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PEI'/TAMEHT (EO) Ne 152/2009 HA KOMUCHUSATA

ot 27 simyapu 2009 roauna

Ha (Qypaxure
(TexcT ot 3HauyeHue 3a EUII)

(OB L 54, 26.2.2009 r., c1p. 1)
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PETJIAMEHT (EO) Ne 152/2009 HA KOMUCHSATA
ot 27 sinyapu 2009 rommna

3a ompejejsine Ha MeTOJMTe 3a B3eMaHe Ha NPoOOM M aHaIM3 3a
HeJuTe HAa OPUUHMATHUA KOHTPOJ Ha (ypakure

(Tekcr ot 3Havenue 3a EUII)

Ynen 1

Bsemanero Ha mpoOM 3a IenmuTe Ha O(UIMATHUS KOHTPONI Ha
(bypaxuTe, U MO-CIICHHUAIHO C OMIEA ONPEACNISTHETO Ha CHCTaBKHUTE
UM, BKJIIOYHTEITHO MaTepHaiH, KOUTO CBABPKAT, CHCTOSAT C€ WM ca
IpPOU3BEAECHU OT TeHeTH4yHo Moxuduuupanun opranuzmu (I'MO),
(Gypaxkuu nobaeku, ompenencan B Permament (EO) Ne 1831/2003 Ha
EBporneiickuss mapiamenT u Ha Coeera ('), W HexenaHu BellecTsa,
onpeneneHn B Jupektua 2002/32/EO na EBporeickusi mapiaMeHT U
na CoBera (%), ce U3BBpIIBA B CHOTBETCTBHE C METOIHTE, OIPEICICHU B
npuiaokeHue I, ¢ M3KIIOYCHHE Ha B3EMAHETO Ha NpOoOM 3a LeiIuTe Ha
KOHTpOJIa HAa MHKPOOHOJOTUYHOTO 3aMBbpPCSIBAHE.

MetonbsT 3a B3eMaHe Ha IpoOM, YCTAaHOBEH B NpuiokeHue [, e
MIPUJIOKMM 32 KOHTpPOJIa Ha (ypakuTe O OTHOIICHHE Ha ONPECISTHETO
Ha OCTAaThYHM BEIIECTBAa OT MECTULUIH, onpeaeieHu B Pernament (EO)
Ne 396/2005 na Espomeiickust mapmament u Ha ChbBerta (3), ¥ KOHTpoJa
Ha cna3BaHero Ha Permament (EC) Ne 619/2011.

Ynen 2

IlonroroBkara Ha l'[p06I/I 3a aHaJIu3 U MNPEACTAaBAHCTO Ha PE3YyJITATUTC
CC U3BBPUIBA B CHOTBETCTBHUC C MCTOAMUTEC, IMOCOYCHU B IPUIIOKCHUC 1.

Ynen 3

Ananu3sT Ha (Qypakure 3a LENIUTe Ha O(UIMAIHUS KOHTPOJI Ce
MPOBEXKa, KAaTO C€ M3MO0I3BAT METOAMTE, MOCOYEHH B IPUIIOKEHHE
I (Meromu 3a aHanu3 C Lel KOHTPOJIMPAHE Ha CbCTaBa Ha
(ypakHUTE ChCTAaBKM M Ha KOMOWHHMpaHus (ypax), npuioxenue [V
(Meroau 3a aHanM3 ¢ 1eJl KOHTPOJIMPAHE HA PAaBHUILETO HA I03BOJICHU
no0aBku BbB Qypaxure), npuioxenue V (Meroam 3a aHanu3 c el
KOHTPOJIpaHe Ha HEXKEeJNaHWTe BeIIeCTBA BBB  (ypaxure) u
npuioxxkenue VI (Meronu 3a aHaiu3 3a ONpEJCIsIHE Ha ChCTABKUTE
OT JKMBOTMHCKH MPOM3XOJ 32 MeNuTe Ha O(QHUIMATHHS KOHTPOJ Ha

bypaxure).

Ynen 4

EnepruiiHata CTOMHOCT Ha KOMOWHHpaHWTe (ypakH 3a IOMAIIHU
NTUIM CE€ M3YMCIsBa B CHOTBETCTBHE ¢ IpuioxkeHue VII.

(") Permament (EO) Ne 1831/2003 ma Esporneiickust napiament u Ha ChBeTa OT

22 cenremBpu 2003 T. OTHOCHO HOOABKH 3a M3IIOJI3BAaHE IIPU XPAHEHETO HA
skuBotHuTe (OB L 268, 18.10.2003 1., cTp. 29).

(®) Oupextusa 2002/32/EO na Espomneiickust mapiaameHT u Ha CbBeta oT 7 Maii
2002 r. OTHOCHO HEXEJAaHUTE BellecTBa B XpaHute 3a >kuBotHH (OB L 140,
30.5.2002 r., cTp. 10).

(®) OB L 70, 16.3.2005 r., ctp. 1.
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Ynen 5

Ilocouenure B npunoxenue VIII meronm 3a anHamu3 ¢ Uesl KOHTPO-
JMpaHe HA HEMO3BOJEHO HAIMYHMe Ha J00AaBKM, YHETO IIOI3BAHE BEHB
(dypaxu Beue He € pa3pelleHo, Ce M3IO0I3BAT 3a IOTBBPXKICHUE.

Ynen 6

Jupextusu  71/250/EMO, 71/393/EMO, 72/199/EMO, 73/46/ENO,
76/371/EMO, 76/372/ENO, 78/633/ENO, 81/715/ENO, 84/425/EUO,
86/174/EMO, 93/70/EMO, 93/117/EO, 98/64/EO, 1999/27/EO,
1999/76/EO, 2000/45/EO, 2002/70/EO u 2003/126/EO ce OTMEHAT.

Ilo3oBaBaHusITA HA OTMEHEHUTE JAUPCKTUBU CC€ CUHUTAT 3a IMO30BABAHUS

Ha HACTOSILIUS PEeTJIAMEHT M CE YeTaT CBIVIACHO TAOJMIUTE HAa ChOTBET-
CTBHETO B mpuioxeHue [X.

Ynen 7

HacTosmmusT pernamMeHT BIM3a B CHIIa Ha ABAJAECETHs JCH CIeN ITyOIH-
KyBaHeTo My B Oguyuanen eecmnux na Eeponelickus cvio3.

Toil ce nmpunara ot 26 asryct 2009 r.

Hacrosiust periiaMeHT € 3aABbJDKUTCICH B CBOATA MIMJIOCT U CE
npuiaara NpsaKO BbB BCUYKU AbpPiKaBU-YJICHKH.
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TIPUJIOJKEHUE 1

METO/IM 3A B3EMAHE HA IIPOBU

1. LIEJI 1 OBXBAT

IIpobute, mpexHasHayeHH 3a OQUIMAIHUS KOHTPON Ha (Qypaxure, ce
B3eMaT II0 ONHMCAHMUTE I0-10JTy MeToaH. Taka moirydeHuTe mpobu ce
CMATAT 3a NPEJACTABUTENHU 3a ONPOOBAHMTE YacTH OT MapTUAA.

Llenra Ha B3eMaHETO Ha MPEICTABUTENHHM MPOOU € Ja ce MOJydd MaJika
4acT OT €/IHa MapTHJa 10 TAaKbB HAYMH, Ye ONPEJCISIHETO Ha KOATO U
Jla € KOHKDETHa XapaKTepUCTHKAa Ha Ta3M 4YacT Ja INpeICTaBisiBa
cpenHaTa CTOWHOCT HA XapaKTepUCTHKaTa 3a IsaTa naptuaa. [Ipoba
OT TMapTHAaTa ce B3eMa, KaTO MHOTOKPATHO C€ B3eMaT TOYKOBH IPOOH
Ha pa3IM4YHM MecTa B HapTuiarta. Te3n TOYKOBM HPOOM Ce cMecBar,
Taka 4e 1a o0pa3yBaT ChCTaBHA MP0O0Oa, OT KOSTO 4pe3 MPEACTABUTECIHO
paszensHe ce MOArOTBST MPEICTABUTEIHH KPaiHU TpoOH.

Axo mnpu BuU3yaJHa IIpPOBEPKAa HIM Bb3 OCHOBA Ha Jpyra OTHOCHMA
uHdopmalys yacTu OT Qypaxa, HOIEKAll HAa B3eMaHe Ha mpodwu,
HOKa3BaT Pas3iMKa B KAaueCTBOTO B CPABHEHHME C OCTaHagaTa 4acT OT
(dypaka OT cbllaTa NapTHia, T3 YacTU TPsAOBa 1a ObAAT OTHEIEHU OT
ocTaHajnaTa 4yacT Ha (ypaka U TPETHPaHU KaTO OT/AENHA MOANapTUJA.
Axo He € Bb3MOXKHO (ypaxKbT [a ce pa3Jield Ha MOINapTUAU, OT HEro
ce B3eMar npobM KaTo OT eIHa €MHMYHA napruja. B rakua ciryuau
TOBa C€ [0COYBA B IPOTOKOJA 3a B3eMaHe Ha Ipodu.

Koraro 3a nagen ¢ypak, oT KOWTO ca B3eTH MPOOHM B ChHOTBETCTBHE C
pasnopeOuTe Ha HACTOSIIMS PErJIAMEHT, Ce YCTAaHOBH, Y€ HE OTroBapsi
Ha m3uckBaHusATa Ha EC, M TO#l chcTaBisBa yacT OT maptuaa Gypaxu
OT €JlHa M ChIa KaTeropust WIN C €JHO U ChHIIO OMKMCAHHUEe, Ce TpHeMa,
4ye KOHCTATAllMMTE CE OTHACAT 10 BCHUKHMS (Qypak OT Ta3u MapTHAA,
OCBEH aKO CJie]| LaTeJHa OLCHKA HE ce OKa)Ke HEOCHOBATENHO Ja ce
cudTa, Y€ OCTAaHajaTa dYacT OT MapTUAaTa HE OTroBapsi Ha H3HMCK-
BaHusATa Ha EC.

B3emanero Ha npoOu Moxe Ja 00XBallla ChIIO Taka U (ypask, KOUTO
OIlepaTopuTe B CEKTOpa Ha (ypakure HpeiiaraT 3a npopaxoda upes
CpelCcTBa 3a KOMYHHKALMs OT Pa3CTOSHHE B ChOTBETCTBHE C wieH 11,
naparpag 3 or Permament (EO) Ne 767/2009 na Epormeiickus
napiament u Ha Cobeera ('). B3zemanero Ha mpoOu oT Qypaxu, mpel-
JaraHy 3a Npojaxda upe3 CpeicTBa 3a KOMYHHKALHs OT Pa3CTOSHHE,
[0 TIPUHLMII Ce M3BBPLIBA MPH YCIOBHUSTA, M3IOKEHH B HACTOSIIOTO
npwioxkenue. CrneunpuYHUTE AacleKTH Ha B3EMAaHETO Ha IPOOHM OT
(dypaxu, npeiaraHd 3a npojgaxba 4pes CpeacTBa 3a KOMYHHKAIHs
OT pa3CTosHHE, ca OmMcaHu B T. 11.

2. OIIPEAEJIEHWA

— TIlapruma: onpeneneHo KOIMYECTBO (ypak, 3a KOETO € YCTaHOBCHO,
4ye UMa OOIIM XapaKTEPUCTUKH, KATO MPOU3XO/[], PA3HOBUAHOCT, BUJL
Ha OIMAKOBKAaTa, OMAKOBYWK, W3MpAallad WIH CTUKCTUPAHEe, © — B
cilydail Ha TIPOM3BOACTBEH MPOIEC — MPEACTABIsIBA CIMHHIIA
MNpOAYKUMsS OT  €IMH  3aBOJ, KOWTO  W3MOJN3Ba  CJHAKBU
MPOM3BOJCTBEHH TMapaMeTpu, WIM HIKOJIKO TaKHBa EIUHHUIIM,
KOTaTo ca MPOM3BEACHH B TOCICIOBATEICH Pel M ca CKIaJipaHd
3a€IHO.

— Omnpo6BaHa yYacT OT HAapTHJAA: MapTHIA WK ONpeJeieHa 4acT OT
napTuata Wi roJrnapTuiara.

— 3amneyaraHa np06a: np06a, 3aredyaraHa I10 TaKbB HA4YWH, 4€ Oa €
HEBB3MOXKHO J1a C€ OCBIICCTBU OOCTHII OO HEA, 0e3 Ja 6’5[[6 CUyIICH
WM npeMaxHaT MnedarbT WU miomoara.

(") Permament (EO) Ne 767/2009 na Esponeiickusi napiaament u Ha CbBeta oT 13 tonu

2009 r. OTHOCHO MyCKaHETO Ha Maszapa M ymoTpebara Ha (ypaxkd, 3a M3MEHEHHE Ha
Pernament (EO) Ne 1831/2003 na EBponeiickus napiaameHt u Ha ChbBera, 3a OTMsHA Ha
JupextuBa 79/373/EMO  mna Coeera, JlupektuBa 80/511/EMO mna Komucusra,
nupektusu - 82/471/EMO, 83/228/EMO, 93/74/EMO, 93/113/EO m  96/25/EO  Ha
CobBera, kakto n Ha Pemrenne 2004/217/EO na Kommcmsita (OB L 229, 1.9.2009 r.,
ctp. 1).
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— ToukoBa Hp063.: KOJIM4YECTBO, B3€TO OT €IHO U CHIIO MACTO B OIIPO-
OBaHATa 4YacT OT TapTuja.

— CaberaBHa npoda: ChbBKYNMHOCTTA OT BCHUYKHM TOYKOBH NPOOM, B3ETH
OT €/lHa M ChIa ONpoOBaHA MapTHJIA.

— Penynupana mpoba: yact OT chcTaBHara mpoda, MojydeHa OT Hest
4ype3 MPEeACTaBUTEIHO peIylHpaHe.

— Kpaiina npoba: Yact ot chcraBHata mpoba (cMeceHa), OT peayliu-
panara npoba MM OT XOMOI€HH3HMpaHaTa CbCTaBHA IPo0Oa, B 3aBU-
CHUMOCT OT BHJA Ha KOHTpona (BXk. T. 9.4.).

— JlabopatopHa mnpoba: mpoba, mHpeaHasHaueHa 3a Jaboparopusra
(kakTO € moiydeHa B JlabopaTopHsATa), KOATO MOXe naa Obne
KpaiiHa, peIylupaHa WIM ChCTaBHA Ipoba.

— TIlpoba ot ¢dypax, npemiarad 3a npojaxda upe3 cpeacTsa 3a KOMY-
HUKalust ot pasctosiaue: [Ipoba ot maprupa dypaxk, npepiarad 3a
npogax0a 4pe3 CpeicTBa 3a KOMYHHKALMs OT Pa3CTOSHHUE.

OB PA3IIOPEBU

— Bsemanero Ha HpO6I/I C€ HU3BBpIIBA OT JIMIIa, OIPAaBOMOIICHU Ha
U3BBPIIBAT TOBa OT KOMIIETEHTHUSA OpraH.

— B cnyuaii Ha B3emaHe Ha npo0Oa ot (dypax, nmpeiarad 3a mpojgaxoa
4pe3 CpelcTBa 32 KOMYHHKALHUs OT pa3CTOSHHE, KOMIETECHTHHST
OpraH H3HCKBa OT ONEpaTopa B CEKTOpa Ha (ypakHTe H3BECTHO
KOJIMYECTBO OT (yparka MOCPEACTBOM CPEICTBO 3a KOMYHHKAIHS
OT pPa3CTOSIHHE.

— Hp06aTa Tp}I6Ba Jla C€ 3amedara 10 TaKbB Ha4WH, Y€ J1a CC IIpCI-
OTBpAaTHU BCAKAKBB HOCTHBII JO HEA, 0e3 Jla C€ CUylM WJIM MPEMAXHE
miomM0aTa WIA MeYaThT.

MapkupoBkara Ha mombara/medara TpsOBa na ObJe SICHO pasno3-
HaBacMa M sICHO BHUIHMA.

— MHnentudukanus Ha npobara: npobara TpsOBa 1a ObJe HE3ATUUUMO
MapKUpaHa U Ja ce HACHTU(HUIUpA [0 TaKbB HAYHMH, 4e Ja HMa
HEIBYCMHCIICHa BPB3Ka C IPOTOKOJIA 33 B3€MaHE Ha NPOOH.

— Or BesiKa ChCTaBHA WIM PeIyLHpaHa mpoba ce B3eMaT CICIHUTE
KpaiiHu [poOH: eaHa 3a KOHTpos (TpaBolpuiiaraHe) M e€iHa 3a
orepaTtopa B cekTopa Ha (ypaxure (3ammrTHa rnpoda). EBeHTyanHo
Moxe na Obie B3eTa olie eiHa, apOUTpakHa KpaiiHa mpoGa. B
clydail de CbCTaBHAaTa 1Npo0a € HambIHO XOMOTCHH3HpPaHA,
KpaiiHure mpoOM ce B3eMaT OT XOMOICHH3MpaHaTa ChCTaBHA
mpoba, OCBEH aKO TakaBa IIpOLEAypa HE MPOTHBOPEYH Ha
MpaBWiIaTa Ha Jbp)KaBaTa 4WICHKA [0 OTHOIICHHE Ha IpaBaTa Ha
orepaTopa B CEKTOpa Ha (ypaxure.

— CeruacHo wieH 15, maparpadu 1 u 2 ot Pernmament (EC) 2017/625,
JOKOJIKOTO € HEOOXOAMMO 3a W3BBPIIBAHETO HA OQHIIHAIHO
B3eMaHe Ha MPOOM M KOraTO KOMIIETEHTHHTE OPraHM Io W3HCKBAT,
OIepaTopuTe B CEKTOpa Ha (yparkuTe:

— IlpenocraBsaT Ha CIY)XUTEIMTE HAa KOMIETCHTHHTE OpraHU
JOCTBII JI0 O0OpPYJBAHETO IOJ| TEXEH KOHTPOJ, BKIIOYHUTEIHO,
npu HEoOXOJUMOCT, MOJXOASIIO O0Opy/ABaHE 3a B3EMaHE Ha
poOM W JIMYHU NpEANasHu CPeJCTBA;

— CoppaeiicTBaT U CHTPYJHMYAT HA CIY)KUTEINTE HAa KOMIIE-
TEHTHUTE OpPTraHW C OIJIeJ Ha YCINEIIHOTO B3eMaHe Ha MHpodw,
BKJIFOUMTEIHO KaTO OCHTYpSBAaT Ha CIY)XHTEIUTE Ha KOMIIe-
TEHTHUTE OPraH JOCTBII 10 (ypaxure.
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4.2.

4.2.1.
4.2.1.1.

42.1.2.

4.2.2.

4.2.3.

AITAPATYPA

Amnaparypara 3a B3eMaHe Ha npoOu TpsiOBa ja ¢ u3paboTeHa OT mare-
puagd, KOWTO HE MOTaT Ja 3aMbpCAT B3CTHTE 3a Mpoba MPOAYKTH.
Amnapatypata, NpeaHa3HadeHa ga ObAC H3MON3BaHA MHOTOKPATHO,
TpsibBa @ ce MOYMCTBA JIECHO, 32 [a ce M30erHe KPbhCTOCAHOTO 3aMbp-
csiBaHE Ha mpoowuTe.

IIpenopbuBana amapaTtypa 3a B3eMaHe Ha NpodH OT TBBPAH
dypaxu

Pvuno ezemane na npoou

IInocka nomatka 3a B3eMaHe Ha NMPOOM C BEPTUKAIHU CTPAHH.

CoH/ia 3a B3eMaHe Ha MPOOH C IBIBI TMPOpe3 Win Kamepu. Pasmepure
Ha COHJAaTa 3a B3eMaHe Ha NpoOM TpsOBa Ja CHOTBETCTBAT HA Xapak-
TEPUCTUKUTE Ha oOmpoOBaHaTa dYacT OT mnapTuaa (IbpadouyMHa Ha
KOHTEliHepa, pa3Mepu Ha dYyBalWTe M T.H.) W Ha TOIEMHHATa Ha
yacTuiuTe Ha Qypaxa.

AKxo coHzaTa 3a B3eMaHEe Ha MPoOM MMa HAKOJKO OTBOpA, Te TpsAOBa ja
BOJIAT JI0 pa3zielieHH KaMepH WM Ja Cca C MOCIEA0BATEIHO N3MECTBAHE
no OOMKOJNKaTa Ha HANpevyHOTO CEYeHHWEe Ha COHjJaTa, 3a Ja ce
rapaHtupa, 4e mpodara € B3eTa OT Pa3IMyHM MecTa IO JbJDKMHATA
Ha COHJaTa.

Mexanuyno esemane na npoou

Moxe ma ce M3MON3Ba MOAXOSINA MEXaHMYHA armaparypa 3a B3cMaHe
Ha mpoOu OT (ypak OT KOHBeWepHa JieHTa. MexaHHUYHATa amapaTtypa
ce CYMTa 3a MOAXOJIIA, KOTaTo Ce B3EMaT, KATO MHHHMYM, IPOOH OT
ISUIOTO CEYCHHE HA ITOTOKA.

IIpobu ot ¢dypax Ha KoOHBeWepHa JieHTa (IPH BHUCOKH CKOPOCTH Ha
MOTOKA) MOXKE Jla C€ B3eMaT C aBTOMATHYeH MpoOoB3eMad.

Jenumennu ycmpoticmea

AKO € BB3MOKHO H YMECTHO, 3a NOATrOTOBKaTa Ha IMPEACTaAaBUTCIIHN
pelayuupaHy NpoOM clelBa Ja Ce M3MOJI3BAT YCTPOMCTBA, MpeJHA3-
HAa4YeHM Ja pa3fesaT npodara Ha NMPUONU3UTETHO PABHU YACTH.

KOJIMYECTBEHM WM3UMCKBAHKA 10 OTHOWIEHME HA BPOA
HA TOYKOBMTE ITPOBM

— KonnuecTBeHnTe M3NCKBaHMUA B TOUKH S.1. ¥ 5.2. M0 OTHOIIEHHE HA
Oposi HA TOYKOBUTE MPOOU ca MPHIOKUMHU 33 OMPOOBAHHM YACTH OT
napTuaa ¢ pasmep a0 He moBede oT 500 TOoHa, OT KOUTO MOratr 1a
ce B3eMmar npeAcTaBuTeNHHM mpodu. Onmcanara mnpouexypa 3a
B3eMaHe Ha NMPOOHM BaXKM B €IHAKBA CTEIICH W 3a IO-TOJEMH KOJIH-
4YecTBa OT OIpeJeIeHHs] MaKCHUMaJeH pa3Mep Ha onpoOBaHaTa 4act
OT MApTH/IA, NPH YCIOBHE Y€ MAKCUMAIHUAT OpOH Ha TOYKOBHUTE
npobu, mocoyeH B tabnuuure B Touku S5.1.1., 5.1.3. m 5.1.5. mo-
noiy, Oble mpeHeOperHat ¥ BMECTO TOBa OpOST Ha TOYKOBHTE
npobu ObJe ompezeseH ¢ momolira Ha QopMmynaTa ¢ KBaapaTeH
KOpEH, TpEeJACTaBeHa B CBHOTBETHATA YaCT Ha mpoleaypara (BK.
Touka 5.3.), a MHHUMAQJIHUAT pa3Mep Ha CbCTaBHaTa mpoda ce
YBEJIUYM TpOnopiuoHanHo. ToBa He mpeunm rojsma mapTuaa aa
ObJie pasjeneHa Ha I0-MaJK{ MONApTHAN M OT BCSAKA MOANAPTHIA
Jna ce B3eMar mpoOM B CHOTBETCTBHE C MpoLEIypara, OIrcaHa B
touku 5.1 u 5.2.

— OmnpobBaHaTa 4acT OT mapTujaa TpsiOBa 1a Obje C TaKbB pasMmep, 4e
Jla IMa BB3MOXKHOCT 3a B3eMaHe Ha Ipoda OT BCSKa OT ChCTAaBHHUTE
M YacTH.

— 3a MHOro roieMH mapTuad wiu noamaptuau (> 500 ToHa) m 3a
MapTUIH, KOUTO Ca TPAHCIIOPTHUPAHH WM CKIAAUPAHU 10 TaKbB
HA4YMH, Y& HE MOXKE Jia Ce B3eMaT NpoOU B CHOTBETCTBUE C IPOLE-
aypaTta 3a B3eMaHe Ha npoOwu, mpeaBuzaeHa B T. S5.1. m T. 5.2. or
HACTOSIIIIaTa TJ1aBa, ce Mpuiiara MpoleaypaTa 3a B3eMaHe Ha MpooH,
mpenBuaeHa B T. 5.3.
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5.1

5.1.1.
5.1.2.
5.1.3.

— 3a mpobute oT (ypaxku, NpeaiaraHd 3a Hpojaxkda upes3 CpelncTBa
3a KOMYHHUKAIUs OT Pa3CTOSHHE, pa3MephT Ha MapTHIaTa, OT KOSATO
Ce U3KMCKBA KOJMYECTBOTO, OOMKHOBEHO HE € M3BECTeH Ha
koMmereTHust oprad. CleloBaTenHO IOcCOYeHaTa B TOYkH S.1.
u 5.2. mporenypa He MOXKe Ja ce H3Moi3Ba. B To3m ciaywai ce
mpuiara npoueaypara, omnucasa B T. 11.

— B cnyuaii ye omepatopbT B cekTopa Ha (ypaxkuTe € 3aJbIDKEH OT
3aKOHa ]a ceé ChOOpa3M C HACTOSIIMSA PErjJaMeHT B paMKUTe Ha
33bJDKUTEIIHA CHCTEMa 3a MOHHMTOPUHI, TOH MOXe Ja ce
OTKJIOHSIBA OT KOJMYECTBEHHTE H3MCKBAHHMS B HACTOSIIATA TOYKA,
3a J1a B3eMe MpEJIBH] EKCIIOATAMOHHUTE XapaKTEPUCTHKHU, MPU
yCJIOBHE Y€ € TNPEACTaBHI Ha KOMIETEHTHUS OpraH JOCTaTbYHO
JIOKa3aTeNCTBA 3a TOBA, Y€ Ta3M NpPOLELypa 3a B3eMaHe Ha MPOOH
€ B ChIATa CTENEH NPEJCTABUTENHA, U € MOJIYyYHI pa3pelieHue oT
KOMIIETEHTHHSI OpraH.

— B wuskimrounTeHu CJIydyad, akO OIIMCaHMAT METOJ 3a B3€MaHE Ha
l'lp06l/l HE MOXKE J1a CC MPUIJIOKHU I10 OTHOLICHUE HA KOJIMYECTBEHUTC
WU3UCKBaHUA IOpaayd HEIpUEMJIMBaTa TbHPrOBCKa LIETa, KOATO ou
HAHECJIO €BCHTYAJIHO YBPEXKJAaHC Ha HNaprujara (HOpaZ[I/I HAYUHUTC
Ha OIlaKOBaHE, CpeACTBATa 3a TPAHCIOPT, HAYMHA Ha CKJIaJAUpaHE U
T.H.), MOXKE J[a c€ Ipujiara ajJTepHAaTUBEH METOJ 3a B3E€MaHC Ha
l'[p06I/I7 Ipu ycjaoBU€ Y€ € MaKCUMaJIHO IpPEACTaBUTCIEH U €
HaIlbJIHO ONMCAaH W HNOKYMEHTHUPAH.

KosinyecTBeHH HM3MCKBAaHHUS MO OTHOIEHHWE HA TOYKOBUTE MPOGH
BbB BpPb3Ka € KOHTPOJAa Ha BelIeCTBAa WJIH NPOXYKTH,
pasnpenejeHd PaBHOMEPHO BBbB Qypaxa

Hacunnu mewpou ¢ypasicu

Pasmep Ha onpoGBaHaTa 4acT OT

Munumanen O6poif TOYKOBH NPOOH
mapTuia

< 2,5 TtoHa 7

> 2,5 ToHa v or 20 meTH GposT Ha TOHOBETE Ha
onpobBaHaTa yact oT mapruzaa (*) , Ho
He noBede oT 40 TOYKOBM NpoOH

(*) AKO MOJY4EHOTO YMCIIO € JIPOOHO, TO C€ 3aKPBIIBA [0 HaW-OJIM3KOTO IO-
TOJSIMO IISUI0 YHCIIO.

Teunu ypasicu 6 nacunno cvcmosHue

Pazmep Ha onpoOBaHaTta 4yacT OT

Munnmanen Opoil TOUKOBH TPoOH
napTuaa

< 2,5 toma wmu < 2500 | 4 (%)
JITpa

> 25 toma wmwmu > 2500 | 7 (%)
JTpa

(*) AKO TEYHOCTTa HE MOXE Jla Ce XOMOICHU3HMpPA, OpOSAT Ha TOYKOBHUTE NPOOH
TpsiOBa Aa ObJe yBEIUYCH.

Iaxemupanu gypadicu

OdypaxnTe (TBBPAM W TEYHHW) MOTaT Aa OBJAaT MAKETUPAHW B TOpOW,
4YyBaJM, KyTHU, OUIOHM M JPYTH, KOUTO B Tabiuuara ce 0003HauaBaT
kato exuHuim. [Ipodu ot rojmemu emmaunm (> 500 kr wiu IuTpa)
TpsiOBa sa ce B3eMarT B CHOTBETCTBHE C pa3NopenOUTe 3a HACHITHHU
dypaxu (Bx. 5.1.1 u 5.1.2.)

MunumaneH Opol eIMHUIHN, OT KOHTO
Tpsi0Ba na ce B3eMe (Hai-Mayko) exHa
TOUKOBa 1poda (*)

Pasmep Ha ompoGBaHaTa 4acT OT
napruaa

Ot 1 go 20 exuHum 1 enunuura (**)

Or 21 no 150 epunurm 3 enununm (*¥*)
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5.2.

MunnmaneH Opol eIVHULM, OT KOUTO

Pa3mep Ha ompobBaHara 4acT OT o
TpsiOBa ja ce B3eMe (Hail-MajKo) eaHa

fapriia TOYKOBa 1poda (*)
Ot 151 mo 400 emuHUIH 5 emuaunm (*¥)
> 400 exuHHUIN Vi or \ or Oposi Ha eAMHHIUTE, OT

KOUTO CE CBCTOHM OMpoOBaHAaTa 4YacT OT
naptuaa (¥**), Ho He mnoseue ot 40
CIMHHLIN

(*) AKo oTBapsiHETO Ha €AMHHUIIATa OM MOIJIO Ja MOBIHsC HAa aHanu3a (Harmp.
IpU HETpaHW BIAXHHM (Qypaxu), TOuKoBaTa mpoba TpaOBa ma Obue
HEOTBOPEHATa EJIMHMIIA.

(**) 3a enuHMIM, YMETO ChABPXKAHME HE HajBHMIIAaBa 1 kg WM eauH JIUTHP, 3a
TOYKOBa Mpoba ce MpUeMa ChIBPKAHUETO HA €IHA OPUTHHAIHA CIHHMUIA.

(*¥**) AKO IOJy4EHOTO YHCIIO € JPOOHO, TO Ce 3aKpBIIBA [0 HaW-OJIM3KOTO IO-
TOJIAMO 110 YHCIIO.

Dypadichu 6r0Kkuema u MuHepaiHu oyyu 3a Oauzame

Ha enna ompoOBana yacT OT mapTujga OT 25 €JMHMIM C€ B3eMa 3a
npoba Hail-manko eqHO Oj0k4e WM efHa OyLa, HO HE MOBEYEe OT
yetupu Osokuera wiu Oynu 3a Onmu3aHe.

3a Ouokuera wmnu Oyuu 3a Oiausane, kouto ca ¢ rero jgo 1 kg, 3a
TOYKOBa IpoOa ce HpHeMa ChIbPKAHHETO HA €IHO OJOKYE MM eJHA
Oyma.

Tpesnu u epyou ypasrcu

Pa3mep na ompoGBanara yacT oT

Munumares 6poii TOYKOBH mpodu (*)
napTuaa

< 5 ToHa 5

> 5 ToHa \ or 5 meTm 6posT Ha TOHOBETE Ha
ompobBaHarta vacT oT mapruzaa (*¥*) |
HO He moBedye oT 40 TOYKOBH MpPOOU

(*) HUsBectHO e, 4e B HAKOM CHUTyaluu (HampuMep IpU CHIAKHTE) HE ©
BB3MOKHO Jia C€ B3eMarT HEOOXOJUMHTE TOYKOBH IpoOu, Oe3 ma ce
HAaHeCaT HENMPHEMIIMBH IIETH Ha MapTuaata. B TakuBa CHTyalnH MOXe [1a
ce mpuilara ajaTepHATHBEH METOA 3a B3€MaHe Ha MPOOH, KaTo HACOKHTE 3a
B3eMaHe Ha MPOOM OT TakWBa MAPTHUAM Ca JOCTHIHM Ha CICIHHUS ajpec
https://food.ec.europa.eu/system/files/2016-10/animal-feed-guidance docu-
ments_691_2013_en.pdf

(**) AKO MOJy4EHOTO YHCIIO € APOOHO, TO Ce 3aKPBINIABA [0 HAW-OJIM3KOTO IMO-
TOJSIMO IISUIO YHCIIO.

KoamyecTBeHH W3MCKBAHUSI 1O OTHOINEHHE HA TOYKOBHTE NPOOH
BbB BPB3Ka € KOHTPOJIA HA CbCTABKH MJIH BelIeCTBA, KOHMTO
MOraT Ja ca pasnpeie]eHH HepAaBHOMEPHO BBB (ypaika

Te3n KOJUYECTBEHM HW3MCKBAHMS IO OTHOIICHHE Ha TOYKOBHUTE HpOGI/I
CE€ M3MO0JI3BaT B CICAHUTE CUTyaAllUU:

— KOHTPOJI Ha a)aTOKCHHU, MOPABO POrde, IPYrd MUKOTOKCHHH U
BpeIHH OOTAHMYECKH NPUMECH BBB (YypaKHUTE CYPOBUHU;

— KOHTPOI Ha KPBCTOCAHO 3aMbPCSIBAHE OT CHhCTABKa, BKIFOYUTEITHO
TEHETHYHO MOAMGHIMpPAH MaTepHall, MM BEIIECTBO, 38 KOETO Ce
OYaKBa HEPABHOMEPHO pa3lpefielicHHe BBB (QypaxuTe.

AKO HaI30pHMAT OpraH MMa CEpPHO3HM OCHOBAaHMS Aa TOAO3Mpa, Ue
TaKOBa HEPABHOMEPHO pAa3MpE/eNICHNE ChIIECTBYBa M B CIIlydall Ha
KPBCTOCAHO 3aMbPCSBAHE OT ChCTABKA MM BEIIECTBO B KOMOWHHpaH
(dypax, MOXKe Ja ce MpUiIaraT KOJMYECTBEHHTE W3HCKBAHUS, Ipel-
BUJICHW B TaONUIaTa MO-I0TY.
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5.3.

Pasmep Ha ompoGBaHaTa 4acT oT .
Munumanen O6poil TOYKOBH HpoOH
napTuja

< 80 ToHa Bx. KOIMYECTBEHUTE W3HCKBAHHUS B T.
5.1. bBposar Hna To4KOBHTE MpPOOH,
KOUTO TpsiOBa Ja ce B3emar, TpsOBa
na Oblie yMHOXEH 1o 2,5.

> 80 ToHa 100

KosuyecTBeHHM HM3MCKBAHHSI 1O OTHOLIEHHWE HA TOYKOBHTE Hp06H
npu MHOI0 rojieMv NnapTuau

B ciyuaii Ha rosemu ompoOBaHHM YacTH OT mapTuaa (OMpoOBaHH YacTh
ot maptuza > 500 ToHa) OposT HA TOYKOBUTE MPOOH, KOMTO TPsiOBa ja
ce B3emar, ¢ paBeH Ha 40 TO4YKOBM TpoOU + OT TOHOBETE IO
OTHOILICHHE HAa KOHTPOJIA HA BEIIECTBA WM MPOAYKTH, Pa3IpeacICHHU
paBHOMEpHO BBB (ypaka, uin 100 ToukoBu mpoGu + V 0T TOHOBETE 110
OTHOLIECHHE HAa KOHTPOJA HAa ChCTABKM MIIM BEIIECTBA, KOUTO MOraT Ja
ca pasrpejielieHd HePaBHOMEPHO BbB (Dypakure.

KOJIMYECTBEHM M3UCKBAHUS 110 OTHOLUEHUE HA
CBbCTABHUTE I1POBA

W3uckBa ce enHa chcTaBHA np06a 3a BCiKa 0Hp06BaHa qacTt oT
napruaa.

EcTecTBo Ha (1) P — Munumanen pasmep Ha
P cbcTaBHaTa mpoba (*) (¥*)
6.1. Hacunuu dypaxu 4 kg
6.2. [Nakerupanu Qypaxu: 4 kg (¥*%)
6.3. Teunn wmu  momyTeuHu | 4 ymrpa
bypaxu
6.4. OypakHu OJ0KYETa WM MHUHEpaTHU Oynu 3a Onnsane:
6.4.1. Besiko(a) ¢ rerso Hax 1 kg | 4 kg
6.4.2. BCSAKO(a) C TETJIO HE MOBEYE | TETJIOTO Ha YETHPH
or 1 kg OpUTHWHAIIHU OJOKYeTa WU
Oy
6.5. TpeBuu u rpyou ¢ypaxu 4 kg (¥**¥)
*) Axo ¢ypaxure, OT KOHUTO c€ B3eMaT IPoOH, ca ¢ BUCOKA CTOHHOCT, MOXe

J1a ce B3eMe MO-MaJIKO KOJIMYECTBO 33 ChCTaBHATa Mpoba, MpH yCIOBHE ue
TOBA Ce OMMCBA M JOKyMEHTHpA B IPOTOKOJA 32 B3EMaHE Ha MPOOH.
(**) B cporBerctBue ¢ pasmopendute Ha Permament (EC) Ne 619/2011 wna
Komucusara or 24 1omm 2011 r. 3a ompemensHe Ha METOAUTE 3a
B3eMaHe Ha MPOOM M aHAIM3 3a LEIMTEe Ha OMHIMATHHS KOHTPOT Ha
(ypakure MO OTHOIICHHE HAa HAIMYMETO Ha TCHETUYHO MOIAMQHIMpPAH
Marepuai, 3a KOWTO ¢ B XOJ MpoIeaypa 3a JaBaHe HAa Pa3pelICHHE HIH
3a Koiito paspemennero e msrekno (OB L 166, 25.6.2011 r., ctp. 9)
chCcTaBHATa MpoOa 3a KOHTPOI 3a HAIMYHE HA TEHETHYHO MOAHDHIMpPAaH
Mmarepuan TpsOBa jga chabpka Haii-manko 35 000 cemena/3bpHa. ToBa
03HauaBa, Ye 3a IApeBHI[A pa3MepbT Ha ChCTaBHAaTa mpoba TpsidBa 1a
Obme Haii-manmko 10,5 kg, a 3a cos — 7 kg. 3a npyru cemeHa u 3bpHa
KaTto e4eMHK, I[POCO, OBEC, OpH3, PBHXK, IIICHANA H PANUYHO CeMe
pasMepbT Ha chcTaBHaTa mpoba oT 4 kg ChOTBETCTBa HA MOBEYE OT
35 000 cemeHna/3bpHa.
(***) B cayuail Ha maketHpaHu (Qypakd MOKe W Ja He ObJe BB3MOXKHO 1a Ce
NOCTUTHE ChCTaBHa mpoda or 4 kg B 3aBUCHMOCT OT pa3Mepa Ha
OT/ICITHUTE CIMHHULIH.
B ciyuaii Ha TpeBHM miu rpyOu (ypasku ¢ HECKAa OTHOCHTEIHA IUTBTHOCT
(Hamp. ceHo, cllama) CchCcTaBHATa mpoOa TpsAOBa Ja € KaTo MHHHMYM C
terno 1 kg.

(****)
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8.1.

8.2.
8.2.1.

KOJIMYECTBEHM  M3HUCKBAHUSI 110 OTHOIIEHME HA
KPAUHUTE ITPOBU

Kpaiinu npoou

W3uckBa ce aHanu3 Ha TOHE €/1HAa KpaiiHa rmpodOa. MacaTta Ha KpaiiHara
npoba 3a aHajaM3 He TpsiOBa Ja ObJE IMO-MaJIka OT CJIEIHOTO:

Tepprm Qypan 500 g (%) (%) (**%) (***%)

Teunn  wimum  momyteunn | 500 ml (*)

bypaxu

*) B cworBercTBUE ¢ pasmopendure Ha Permament (EC) Ne 619/2011

KpaiiHaTa 1poOa 3a KOHTPOJ 3a HAJIMYHE HAa T'CHETUYHO MOAH(DHIMpaH
Marepuan TpsOBa 1a cbiabpka Hali-manko 10 000 cemena/3ppua. Tosa
O3HauaBa, 4Ye 3a LAPEBMIA pa3MepbT Ha KpaiHata mnpoba TpsiOBa Ja
O6p1e Haii-manko 3000 g, a 3a cos — 2000 g. 3a mpyru cemeHa u
3bpPHA KaTo €YEeMHK, NPOCO, OBEC, OPU3, PBK, MIICHULA H PANUYHO
ceMe pa3MepbhT Ha KpaifHata mpoba ot 500 g chOTBETCTBa Ha IOBEYE OT
10 000 cemeHa/3bpHa.

(**)  AKo pa3MepbT Ha ChCTaBHATa Ipoda € 3HAUYUTENIHO MO-Maiko oT 4 kg mimmn
muTpa (BXK. OCNEKKUTE O JIMHUS KbM TOYKa 6), MOXKE [1a CE B3eMe M I10-
MaJIKO KOJIMYECTBO OT KpaifHaTa npo0a, Ipy yCJIOBHE Ye TOBA CE ONUCBA H
JIOKyMEHTHpa B MPOTOKONIA 3a B3eMaHEe Ha MPOOH.

(***) B ciyuaii Ha B3eMaHe Ha 1poOu ot 6060BM PACTEHMs, 3bPHA OT 3bPHEHU
KYJITYPH M 4YEPYNKOBH IIJIOZIOBE 3a ONPEIENIAHE Ha OCTAThYHM BELIECTBA
OT NMECTULHMAN MUHUMAJHUAT pa3Mep Ha KpaiiHata mpoba e 1 kg B chot-
BeTcTBHE C pasmopendute Ha upektuBa 2002/63/EO na Komucusita ot
11 romu 2002 r. 3a onpejensine Ha MeToau Ha OOIIHOCTTA 3a B3eMaHe Ha
npobu 3a O(UIMATHUSA KOHTPOJ Ha OCTATHLM OT NECTHIMUIM BBB U BBPXY
NPOAYKTH OT PAaCTHTENEH M SKMBOTMHCKM IIPOM3XOJ M 3a OTMSAHA Ha
Jupextusa 79/700/EMO (OB L 187, 16.7.2002 r., ctp. 30).

(*¥***) B ciyuail Ha M3CHeIBaHE Ype3 BHU3yallHA MPOBEPKA MM MHUKPOCKOIICKO
M3ciIe/[BaHE KOJIMUYECTBOTO Ha KpaifHata mpoba 3a msciensane ¢ 1 kg.

METO/] 3A B3EMAHE HA IIPOBM OT MHOI'O T'OJIEMU
IMAPTUM MW TTAPTUJU, CBXPAHABAHU W TPAHCIIOP-
TUPAHU TIO HAYMH, TIPU KOMTO B3EMAHETO HA ITPOBU
OT LAJIATA NMAPTHUJIA HE E OCBIIECTBMMO

OO0mH NpUHUMIHT

B CJ'Iy‘IaI71 Y€ HAYUMHBT HA TPAHCHOPTUPAHC WIIM CbXpaHCHUE Ha JaJeHa
nmaprujia HE IM[O03BOJIsIBA Ja €€ B3€MaT TOYKOBU HpO6I/I OT ndJiaTta
nmapruja, 3a HOpeArnodYuTaHe € B3EMaHETO Ha Hp061/1 OT TaKuBa
nmapTuu Aa c€ HU3BbPIIM, JOKATO IapThjiata € B JABHUIKCHUC.

Ilpy ronemu ckiajOBH IOMELIEHHs, HPEJHA3HAUYEHU 33 CbXpaHSIBaHE
Ha (Qypaxu, omepaTopure clegBa Ja ObJAT HAChpPYaBaHU Ja
MHCTAJIMpaT ChOTBETHO 00OpyJBaHE B CKIaJla, KOETO MO3BOJIABA (aBTO-
MaTH4HO) B3eéMaHe Ha NpoOM OT LsulaTa CKIaJMpaHa MapTUia.

Koraro ce mpunarar mpoueaypure 3a B3eMaHe Ha MpoOH, MPEIBHACHU
B HAcTOAIIATa TOYKAa, OIEPAaTOPBT B CEKTOpPa HA (ypaxuTe WIH
HETOBUAT MPEACTaBUTEN OMBAT OCBEIOMEHH 3a Iporeayparta. AKo
OIepaTopbT B CEKTOpa Ha (ypakuTe WIM HETOBUST HPEICTaBUTEI
OCHOpSIT Ta3W IMpoLexypa 3a B3eMaHe Ha npoOu, Te TpsOBa Na aanaT
BB3MOXKHOCT Ha KOMIETCHTHHS OpraH Ja B3eMe HpoOHM OT Ipiara
mapTHUa 3a CMETKa Ha Omeparopa.

Toemu mapTuau, TPaHCHOPTHPAHU ¢ Kopaod

Junamuuno 63emane Ha npobu om 2oiemu napmuou, MmpaHcnoPmupanu
¢ Kopab

3a mpeAnodYdTaHe € B3EMAHETO Ha NPOOM OT TOJIeMH HApPTHIM Ha
KopabM 1a ce W3BBPIIBA, [OKATO MPOAYKTBT € B JBIDKCHHE
(IMHAMIYHO B3eMaHE Ha MPOOH).

BsemaneTo Ha npoOu TpsiOBa Ja ce M3BBPIIBA [0 TPIOMOBE (EIHUHHIIM,
KOMTO Morar (u3u4ecku aa Obaar otaencHu). TpromoBere obaue ce
U3Mpa3BaT YaCTHYHO €IUH CJIEM JPYr, Taka 4ye Ciejl MPEXBbPISHETO B
ChOPBKEHHUATA 3@ ChbXPaHEHHE MbPBOHAYAIHOTO (PM3HUYECKO pasfessHe
Beue He ChUIeCTBYBa. [lopaau TOBa B3eMaHETO Ha MPOOH MOXKE Ja ce
M3BBPIIBA B 3aBHCHMOCT OT I'bPBOHAYAIHOTO (DH3HYECKO pasfessHe
WK B 3aBUCHMOCT OT Pa3JIENIAHETO CIeJl PEXBBPIIHE B ChOPHKEHHATA
3a ChbXpaHEHHE.



02009R0152 — BG — 04.04.2024 — 009.001 — 11

8.2.2.

8.3.

8.4.
8.4.1.

PasroBapBaneTo Ha Kopaba MOXe Ha MPOABIKH HAKONKO JHH. OOHK-
HOBEHO B3€MaHETO Ha NpOOH Ce M3BBPIIBA HA PaBHOMEPHH HHTEPBAIM
II0 BpeMe Ha IUIOTO pas3roBapBaHe. OduumanHuar uHCIIEKTOp Oobaue
HEe BUHArW MOXXE WX € IIeJIecho0pa3Ho Ja MPHCHhCTBA Ha B3EMAHETO HA
mpoOu Mo BpeMe Ha IUIOTO pasTroBapBaHe. Ilopaam ToBa ce paspemraBa
Jla ce B3eMaT MmpoOM OT 4YacT OT IpuIara mapruja (ompoOBaHa 4acT OT
napTuaa). bposT Ha TOUYKOBHTE HPOOHM ce ONpenesst, KaTo ce B3eMe
IIpeBUA pa3MepbT Ha OmpoOBaHATa YacT OT MApTHAA.

Korato ce B3emar npo0Ou or 4acT oT maptuga ¢ypax OT eJHa U ChlIa
KaTeropusi WM C €HO U ChIIO OIMCAHHE W Ce YCTAHOBH, Y€ Ta3U 4YacT
OT maprtHjara He orrosapsi Ha u3uckBanusta Ha EC, ce mpuema, ue
KOHCTaTALMUTE CE OTHACAT JI0 BCHYKHs (ypaxk OT Ta3H MapTHAa, OCBEH
aKo CJeJ ILIaTeHA OLECHKA HEe CC OKa)XKe HEOCHOBATENHO [a CE CYHUTa,
4ye OCTaHajara 4acT OT MapTujaara He OTroBaps Ha M3UCKBAHMSTA HA
EC.

Jopu koraro oduiuanHata mpoba Cce B3eMa aBTOMATHYHO,
MPUCHCTBUETO HA WMHCIEKTOp € Heobxommmo. Korato obaue aBToma-
THYHOTO B3eMaHe Ha TPOOM Cce W3BBPIIBA IO MPEABAPUTEIHO
3a/acHd MapaMeTpd, KOMTO HE MOrat [a ObJaT HPOMEHSHH IO
BpEeMe Ha B3€MaHETO Ha MPOOHUTE, M TOYKOBUTE MPOOH ce ChOMpar B
3ameyaTaH ¢ IUIoM0a ChA, KOCTO MPEIOTBPATABA BCSKAKBH IOTCH-
[HAJHA M3MaMH, TO MPUCHCTBHETO HA MHCIEKTOP CE M3MCKBA CaMO B
HAYaI0TO Ha B3EMAHETO Ha MPOOH, BCEKH MBT, KOTATO CHIBT C IPOOHTE
ce CMCHS, U B Kpasi Ha B3eMaHETO Ha mpooure.

Cmamuuno e3emane Ha npobu om napmuou, MpPAHCNOPMUPAHU C
Kopab

Ako B3eMaHeTO Ha OpPOOM ce HU3BBPIIBA CTATUYHO, TpsIOBa 1a ce
npujiara celara Mpoleaypa Karo MpeIBHICHATa 10 OTHOIICHHE Ha
CBOPBKEHHUSI 332 ChXpaHeHHEe (CHJIO3H), JOCTBIIHH OTrope (BXK. TOUYKa
8.4.1).

HpOGI/ITC CC B3C€MAT OT AOCThIIHATA 4acT (OT]"Ope) Ha HapTHI[aTa/TpIOMa.
BpOfIT Ha TOYKOBHUTC Hp06I/I Ce oIpeneinst, Karto ce B3eME IpeaBUl
pasMepbpT Ha 0np06BaHaTa qacT OT I[apTtuja. Korato ce B3emar
Hp061/1 OT 4acT OT IapTtuja qoypaxc OT ¢AHa U Chblla KaTeropus uiu C
€HO 1 CBHIIO OIMMCAaHUC U CE€ YCTAaHOBH, Y€ Ta3u 4acT OT IapTujara HE
OTroBapsi Ha M3UCKBaHHUATA Ha EC, Ce Ipuema, 4€ KOHCTATallMUTeC CEe
OTHACAT OO0 BCUYKHS @ypa)}( OT Ta3u IapTuja, OCBCH aKo CJICA LIaTeiHa
OILICHKa HC CC€ OKa)XC HCOCHOBATCJIHO Oa CC CUHTa, Y€ OoCTaHajlaTa 4acCT
OT Iaprujata HE OTTroBaps Ha H3MCKBAHUATA Ha EC.

B3emane Ha npoﬁu OT ToJIEMH NapTHAU, CbXPAHSABAHU B CKJIaA0Be

IMpoGute ce B3emar OT JOCTBIHATA YacT Ha napruaarta. bpoar Ha
TOYKOBUTE IPOOH Ce ONpeselns, KaTo ce B3eMe NpeIBUJ pa3MepbT Ha
onpobBaHaTa 4acT oT maprujaa. Korato ce B3emar mpoOM OT 4yacT OT
napruga Qypax OT eJHAa M ChIa KATeropus WIM C €JHO M CbIIO
OIMCaHUE M CE YCTAaHOBH, Y€ Ta3M 4acT OT HapTHJATa He OTroBaps
Ha u3uckBaHusAta Ha EC, ce mpuema, 4ye KOHCTATallMMTE CE€ OTHACAT
J0 BcHYKMS (ypak OT Ta3sH INapTHAa, OCBEH akKo cllejl IIaTelHa
OLCHKA HE Ce OKaXKe HEOCHOBATENHO Ja Ce CYuTa, 4e OCTaHajaaTa
4yacT OT NapTujaaTa He OTroBaps Ha M3MckBaHusATa Ha EC.

B3emane Ha npodu OT ChOpPB:KEHHMsI 32 CKJIagupaHe (CUJIO3HU)
Bsemane na npobu om cunosu, koumo ca (1ecHo) 0OCMBHHU Omeope

[Ipobute ce B3emar OT JOCTHIHATA YacT Ha HapTHaaTa. bposr Ha
TOYKOBUTE TPOOH Ce ONpesesi, KaTo ce B3eMe NPEIBUJ pa3MepbT Ha
onpobBanaTa 4act oT mapruzaa. Korato ce B3emar mpoOH OT YacT OT
naptuga QGypax OT eJHa M Chll[d KATeropHs WIH C ©JHO H ChIIO
OIMCaHHE M CE YCTAaHOBH, Y€ Ta3W 4acT OT MapTHIaTa HE OTroBaps
Ha u3ucksaHusta Ha EC, ce mpuema, 4e KOHCTATallMUTE CE€ OTHACAT
0 BCHYKMS (ypax OT Tasd NapTHAA, OCBEH aKo Clejl IiaTenHa
OLICHKa HE C€ OKa)Keé HEOCHOBATENHO Jla C€ CYUTa, Y€ OCTaHajaTa
YacT OT mapTuaara He oTroBaps Ha m3uckBaHusTa Ha EC.
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8.4.2.

8.4.2.1.

8.4.22.

8.5.

9.1.

9.2.

Bzemane wna npobu om cunosu, xKoumo He ca OOCMBAHU OM2ope
(3ameopenu cunosu)

Cunos3u, KOUTO HE ca AOCTHNHHU OTrope (3aTBOPEHHU
cunos3u), ¢ pazmep > 100 Tona

IIpoGute ot dypaxu, chbXpaHsBaHM B TaKUBa CHJIO3HM, HE MOrar Ja ce
B3emar cratuuHo. [Topagu ToBa, ako oT (dypaka B cuioza TpsOBa Ja
ObzaT B3eTH HpoOU, a IpaTkaTa He MOXe jJa Obje IpeMecTeHa, ¢
oneparopa Tps0Ba Ja ce IOCTUIHE JOrOBOPEHOCT TOM ja MHpOpMHpa
UHCIIEKTOpa KOra CHJIO3BT 1€ Obje Pa3ToBapeH, ¢ LeN Ja Ce HalpaBH
BB3MOKHO B3€MaHETO Ha NPoOH JOKaTo (ypaxxbT € B JBHIKEHHUE.

Cunos3u, KOUTO HE ca AOCTHINHH OTrope (3aTBOPEHH
cunosn), ¢ pazmep < 100 tona

Iponenypara 3a B3emaHe Ha NPOOM BKIJIIOYBA ITyCKAHETO HA KOJH-
gectBo oT 50—100 kg B cha M B3eMaHEeTO Ha MPOOUTE OT HEro.
PasmepbT Ha chcTaBHaTa npoOa CHOTBETCTBA HA Iisulata MapTuja, a
OposIT Ha TOYKOBUTE NPOOM Ce Ompesiessi OT KOJUYECTBOTO, IIyCHATO
OT CHJI03a B ChJa 3a B3eMaHe Ha mpoOu. Koraro ce B3emar mpobu oT
4acT oT maptuia (Gypaxk OT eIHAa W ChIIa KaTeropus WIH C €IHO U
CBIIO ONHCAHWE M CE€ YCTAHOBM, Y€ Ta3M 4YacT OT INapTHaaTa He
orrosapsi Ha M3uckBaHusta Ha EC, ce mpuema, ye KOHCTaTraluuTe ce
OTHACAT JI0 BCHUKHUsI (ypark OT Ta3u MAPTH/A, OCBEH aKO CJIeJl LIaTenHa
OLICHKAa HE CE OKa)Ke HEOCHOBATEIHO Jia CE CYMTA, Y€ OCTaHaJIaTa 4yacT
OT mapTHaaTa He OTroBapsl Ha u3uckBaHusATa Ha EC.

B3emane Ha mpo6u oT HacHmHU (ypakum B rojieMH 3aTBOPEHH
KOHTeliHepH

YecTo OT TakuBa nmapTuad Morar ga c€ B3eMar HpO6I/I caMO B MOMCHTaA
Ha pas3ToBapBaHC. B nskou CJIydau pa3sToOBapBaHCTO € HEBH3MOXKHO Ha
IIyHKTa 3a BHOC HJIM KOHTPOJ MU mIopaiau TOBa Hp06I/ITC cieaBa ga ce
B3€MarT, Koraro KOHTCﬁHepI/ITe C€ pa3ToBapsBar.

WHCTPYKLIMM OTHOCHO B3EMAHETO, INIOAI'OTOBKATA U
OITAKOBAHETO HA IIPOBMTE

OO0mM MoJIOKEeHUs

HpOGI/ITC C€ B3¢MaT U CC€ IOATIOTBAT 0e3 M3IIUIITHO 3a6aB;1He, KaTo c¢
Clia3BaT HM3HMCKBAHUTE NPEAlIasHU MEPKH, 3a Ja ce n30eruHe moaMsaHa
Wi 3aMbpCiIBaHE Ha IIPOAYKTa. I/IHCprMeHTI/ITe, MNOBBPXHOCTUTE H
CBbJOBETC 3a IOCTAaBsAHC Ha Hp06HTC TpH6Ba Ja ca 4YUCTU U CYXH.

ToukoBu npodu

ToukoBure mpoOM TpsiOBa Ja ce B3eMaT IPOU3BOJHO OT ILisUIaTa
onpoOBaHa yacT OT MapTUAA, a pasMepuTe UM TpAdBa Ja ca mpudin-
3UTETHO €HAKBU.

Pa3mepbT Ha TOukoBHTE 1pobH € Hail-manko 100 rpama wmm 25 rpama
HpH TPEeBHU WM TPpyOou (ypaxku ¢ HUCKA OTHOCHUTENHA ILTBTHOCT.

AKO B CBHOTBETCTBHE C MpaBHjara 3a IpoleJypaTa 3a B3eMaHE Ha
poOH, yCTAaHOBEHH B TO4YKa 8§, TpsiOBa na OBJAT B3ETH MO-MAIKO OT
40 ToukoBM HpoOOM, pa3MepbT HAa TOYKOBUTE NPOOHM ce orlpexels B
3aBUCHMOCT OT W3UCKBAaHHMS pa3Mep Ha ChCTaBHaTa Ipoda, KOMTO
TpsiOBa na ObJe IMOCTUrHAT (BXK. TOYKa 6).

B cnyuaii Ha B3emMaHe Ha NpPoOM OT MaJIKl NApTUAN TAKETHPaHU
(bypaxu, KOrato B CBOTBETCTBUE C KOIMYCCTBCHHTEC H3HUCKBAHHSA
TpsiOBa sJa ce B3eMe OrpaHudyeH Opoil TOUYKOBM MpPOOM, 3a TOUKOBA
npoba ce mpueMa ChAbPKAHUETO Ha €JHAa OpUIMHAHA €IUHUILA,
KOSATO He HajBumaBa 1 kg WM eIuH JIHUTBP.

B cnyuaii Ha B3eMaHe Ha MpoOH OT MaKeTHPaHU (ypakd, CbCTABEHH OT
Manku emuHMnd (Hamp. < 250 g), pa3MepbT Ha TOYKOBaTa mpoda
3aBUCH OT pasMepa Ha eANHHUIATA.
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B ciyuaii Ha mpobu or Qypaxu, mpemiaraHd 3a mpojaxba upes
CpeAcTBa 3a KOMYHHKAaIMs OT PAa3CTOSIHUE, Pa3MephT Ha TOYKOBaTa
npoba 3aBUCH OT pa3Mepa Ha €IMHULATA U MOXKE B OTACIHH CIIydau
na chabpxa no-mManko or 100 g mim 100 ml.

9.2.1.  Hacunnu ¢ypadxcu

Koraro ¢ ymecTHO, IpoOHUTe MOraT 1a ce B3eMar IpU NMPEMECTBAHE Ha
ornpoOBaHaTa 4acT OT mapTuia (TOBapeHe WM pa3ToBapBaHe).

9.2.2.  Ilakemuparnu ¢hypadxcu

Cnen xaro ce u3bepe HeoOXOAMMMAT Opoil €IUHMIM 3a B3eMaHEe Ha
npoOu, KAaKTO € yKa3aHo B T. 5, 4acT OT CBIBPIKAHHETO HA BCsKa
SMHMIIA ce OTAEN C IIOMOLITA HA COHJA WIM Jomarka. AKO ¢ HeoO-
XOIHUMO, IIPOOUTE ce B3EMAaT, ClIeJ KaTO CIAMHULNUTE CC H3CHIIIT
OTJEJHO eJHa OT Jpyra.

9.23.  Xomozennu unu nooodasawu ce HA XOMO2EHU3AYUS MedHU UlU
noxymeunu Qypasxcu

Cnen kato ce m3bepe HEOOXOAMMHUAT OpoOW CIUHHMIIM 3a B3EMaHE Ha
npoOH, KakTo € yKa3aHo B T. 5, ChABPKAHHETO UM CE€ XOMOT€HH3Hpa,
aKo € HeoOXOAMMO, M OT BCSKAa €IMHHIA Ce B3eMa OMPEIEICHO KOJH-
YECTBO.

ToukoBuTe MPOOM MOrar aa ce B3eMaT NPU M3TOYBAHE HA ChIbpPKa-
HHETO.

9.2.4.  Henoooasawu ce Ha XOMO2eHU3AYUsi MEYHU WU NOIYMEUHU Qypaxicu

Cnen xaro ce uzbepe HeoOXOAMMMAT Opoil eJUHMIM 3a B3eMaHEe Ha
npobH, KaKTO € yKa3aHO B T. 5, ce B3eMaTr IPOOM OT pa3iIM4HM HUBA.

Hp06I/ITC Morar Ja c€ B3eMaT CbLIIO TaKa IIPpU HU3TOYBAHC HA ChAbpiKa-
HHUETO, CJI€[ OTCTpaHsBaHE Ha IIbPBUTEC KOJIUYCCTBA.

W B nBara ciaydas oOmmaT obeM Ha B3eTuTe IMpoOH He TpsOBa 1a Obae
mon 10 mmtpa.

9.2.5.  D@ypasxcnu bnoxuema u muneparnu Oyyu 3a Oauzane

Cnen karo Obae u30paH HEOOXOAMMHAT Opoi Onokuera WM OyiM 3a
B3eMaHE Ha MPOOH, KaKTO ¢ YyKa3aHO B T. 5, MOXE 11a c€ B3eME 4YacT OT
BCsiKO Onokue wiu Oyua. B ciyuaii Ha chbMHEHHE, Ye OJOKYETO WM
Oymara e HEXOMOreHHO(a), KaTo mpoda MOKe Ja ce B3eMe I[UIOTO
Omokye WM Isata Oyua.

3a Onokyera mim Oymu 3a Onuzane, kouto ca ¢ rterno a0 1 kg, 3a
TOYKOBa Tpoba ce NpHeMa ChIbPKAHMETO Ha €IHO OJIOKYE WM eaHa
Oyua.

9.3. IToaroroBka Ha chbCTaBHUTE NMPOOH

ToukoBure npobu ce cMmecBar, 3a Ja ce oOpa3yBa elIHa-eIMHCTBEHA
ChCTaBHA Ipoda.

9.4. IoaroroBka Ha KpaiiHUTe NMPOOU

MarepuaabT B ChCTaBHaTa mpoda ce cmecBa TprskiuBo (1).

Besika mpoba ce mocTaBs B MOAXOJI] KOHTeWHep/cha. Bsemar ce
BCHYKH HEOOXOJMMHM TpPEANasHH MEpKH, 3a Ja Ce He ce JOMyCHAT
NPOMEHH B ChCTaBa Ha Mpo0aTa WIIM 3aMbPCSIBAHETO W YBPEKIAHETO
M 10 BpeMe Ha TPAHCIOPTHpaHE WM ChbXpPaHEHHE.

9.4.1.  PasHomepHo pasnpeleiieHu 6ewecmed

B ciygaii Ha KOHTpPOJ Ha CHCTaBKM WJIM BEIIECTBA, paslpeleicHU
paBHOMEpPHO BBB (ypaxka, ChbCTaBHATa Ipoba Moxe ga Objae mpeacra-
BUTENIHO pelylupaHa 10 He no-mainko ot 2,0 kg unn 2,0 murpa (pexny-
nupana mpo6a) (%), 3a MpeAroYnTaHe C MOMOIITA HA MEXaHHYHO MWITH
ABTOMATHYHO [ICJIUTEIIHO YCTpOiicTBO. 3a IenuTe Ha KOHTpPOJa 3a
HaJM4YMe Ha OCTaThbUHM BEIIECTBA OT NECTUIMIM B 00OOBM pacTeHwHs,

(") Ako uma Gyuku, Te ce cMauykBaT (ako € HeOOXOAMMO, Te Ce OTIENAT OT obuiara Maca, a
clie]] TOBa ce BpBINAT B IMpoOata).
(?) OcBen B ciyuail Ha TpyOM M TPeBHH (Pypayku C HHCKAa OTHOCHUTEIHA ILTBTHOCT.
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3bpHA OT 3BPHEHH KyITypd H YEPYNKOBH ILIOAOBE MHHHMAIHUST
pasmep Ha pexmyuupanarta npoba e 3 kg. Ako ecrecTBoTO Ha (ypaika
HE [03BOJISBA M3IOI3BAHETO HA JCIMTEIHO YCTPOHCTBO MIIH JEIUTEIHO
YCTPOHCTBO HE € Ha pa3loOXKeHHe, IpodaTa Moxe Oa Obae pemy-
IUpaHa Ype3 MeToja Ha YCTBBPTHHKHTE.

Ot chcTaBHaTa mpoda WM OT pPeAyHUpaHHTE IPOOH ClIeA TOBa ce
B3eMaT KpaiHu npoOM (KOHTPOJIHA, 3alMTHA W, CBEHTYaJHO, apOHT-
pakHa) C MPUOIM3UTEIHO €AHAKBO KOJIMYECTBO, OTTOBAPSIIM HA KOJH-
YECTBCHUTE M3HCKBAHUA B T. 7.

9.4.2.  HepasHomepHno pasnpedeienu sewjecmsa

B ciywaif Ha KOHTPOJ Ha CBHCTAaBKH, BKIFOYBAIIM TCHETHYHO MOIH-
¢uimpaH MaTepua, WIH BELICCTBA, KOUTO MOTAT Ja ca pa3lpeieicHU
HEPaBHOMEPHO BBB (ypakuTe, ChCTaBHATAa MpO0a € KaKTO Clie/iBa:

i) HambIHO Xxomorenmsupana. Cienq ToBa OT XOMOI€HM3MpaHaTa
CchCcTaBHA NpoOa ce B3eMar KpallHW npoOM (KOHTpOJIHA, 3alluTHA
U, €BEHTYaJHO, apOUTpakHa) C MNPUOJIU3UTENHO EIHAKBO KOJIH-
YECTBO, OTroBapslyd Ha KOJMYECTBCHUTC H3UCKBAHUA B T. 7, W

ii) pexyumpana no He mo-mauko ot 2 kg wim 2 nurpa (1) ¢ MexaHHIHO
WIN aBTOMaTHYHO JEIMTEIHO YycTpoiictBo. Camo B ciyuail, dye
€CTEeCTBOTO Ha (ypaka He [O03BOJABA  M3IOJI3BAHETO  HA
JISIIMTEHO YCTPOHCTBO, mpobaTta Moke Ja ObJe pelyuupaHa, ako
€ HeoOXOAMMO, uYpe3 METoJa Ha YeTBbPTUHKUTE. 3a LelIMTe Ha
KOHTpOJIAa 33 HAJIMYUEe HAa TICHCTHYHO MOIAM(UUIUpAH MaTepual B
pamkute Ha Permament (EC) Ne 619/2011 pemyumpanara mnpoba
TpsiOBa Ja chIbpxa Hail-manko 35 000 cemeHa/3bpHa, 3a Ja MOXKe
Jla ce Iojydar KpaiHu npoOu 3a IpaBoOIpUIaraHe, 3alluTa U, eBeH-
TyajlHo, apOuTpaxHa, ¢ Haii-manko 10000 cemena/zbpHa (BiK.
Oenexka nox auHUS (**) B T. 6 M Genexxka nox nuHUA (¥) B T. 7).

Ot penyuupanara mpoba ciei ToBa ce B3eMaT KpaifHu npobu ¢
HOpHOIU3UTENHO €JHAKBO KOJIMYECTBO, OTIOBAPSIIH HAa KOJIMYECTBEHUTE
U3MCKBaHHA OT T. 7.

9.5. OmnakoBaHe Ha mpoduTe

KonreiiHepuTe WM OMAaKOBKUTE CE 3amedyarBaT ¢ mjiomba/medar u ce
CTHKETHPAT [0 TaKbB HAYMH, Y€ Ja He MoraT ja ObaaT oTBapsiHHU, 0e3
na ce yBpeau riombara/meyara. Llenusit etnker TpsiOBa Ja € 3axBaHaT
oT ruiombara/mevara. ANTepHaTHBHO MpodaTa MOXE Ja Ce MOCTaBH B
ChJl WIIM KOHTEWHep, KOWTO MOXKe Aa ObJe 3aTBOPEH 10 TaKbB HAUMH,
4e Jla He MoxXe ja ObJe OTBOpEH, 03 ChIABT WM KOHTEHHEPHT Ja ce
YBpEIAT HEOOpaTHMO, KOETO OCyeTsiBa IMOBTOPHOTO H3IOJ3BaHE Ha
Ch/la WM KOHTEHHepa.

9.6. Msnpamane Ha npodure 10 jJ1adopaTopusaTa

IIpobGara ce mampama 0e3 W3NUIIHO 3a0aBsHE HA OIpeselieHara jJado-
paTopus 3a aHaJIM3H, 3aeJHO C HEOOXOAMMHUTE 3a aHAIW3a JAHHH.

10. I[TPOTOKOIJI 3A B3EMAHE HA TIPOBUTE

3a BcsiKO B3eMaHe Ha mpoba ce M3roTBsl MPOTOKOJ, MO KOHTO HEMBY-
CMHCIIEHO C€ WJISHTHU(HUIMpAT omnpoOBaHATa YacT OT MapTHaa Hu
HEHHUAT pasmep.

B IIPOTOKOJIa CC IMOCOYBAT M €BEHTYAJIHU OTKJIOHCHUS OT Ipoueaypara
3a B3CMaHC Ha l'lp061/l, NpeaABHUJICHA B HACTOALIMUA PErJIaMEHT.

TIpoTOKONBT Ce TpeJoCTaBs Ha pa3IoNoXKeHHe Ha OQuIMaIHaTa
KOHTpOJIHA J1abopaTopusi, KakTO ¥ Ha OINEpaTopa B CEKTOpa Ha
(bypaxkute u/mnu 1abopaTOpHATa, ONPENEICHa OT HEro.

(") OcBen B ciyuail Ha TpyOM M TPeBHH (Pypayku ¢ HHUCKA OTHOCHUTEIHA ILTBTHOCT.
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11. I[TIPOBA OT ®YPAX, IIPEJJIATAH 3A IIPOJAXBA YPE3
CPEJCTBA 3A KOMYHHMKALIMA OT PA3CTOAHUE

— B ciydaii Ha B3eMaHe Ha mpoba oT Gypax, Impeiarad 3a mpoaak6a
Ype3 cpencTBa 3a KOMYHHKAIMS OT pas3CTOSHHE, (ypaksT ce
M3UCKBA OT OlepaTopa B CEKTOpa Ha (ypaxkure IOCPEICTBOM
TEXHHUKH 3a KOMYHHKAIHS OT pascTosHue. B To3m ciywaii, kxorato
n3uCKBa (ypaxk, KOMIIETCHTHHST OPTaH HE € 3a[b/DKeH Ja Ce HICH-
TUdHUIEPA TPe oneparopa B cekTopa Ha (ypaxurte ¢ oduipaiHa
CaMOIIMYHOCT, @ MOXE JIa M3I0J3Ba MPHKPUTA TaKaBa.

— CscraBHata mnpoba © KpallHMTE mpoOu OT mpodata oT (ypax,
mpejularal  3a mpoaax0a upe3 CpeacTBa 3a KOMYHHMKAUUsl OT
pascrosiHue, TpsOBa 1a ObJAaT B3eTH He3abaBHO Clie/l MOJTydYaBaHE
Ha TpaTKata OT YI'bJIHOMOILIECHH 3a LeJTa JHla. 3a Ja ce IMOIydd
chcTaBHaTa mpoba, TpsiOBa Jga ObAAT B3ETH MOAXOASI Opoi
TOYKOBHU IPOOHM, B3€TH HA CIy4aeH MPUHLMI OT IFUIOTO MOJYYEHO
KOJIMYECTBO M CTApaTeHO CMECEHH/XOMOI'€HM3UPAHH, B CHOTBET-
CTBUE, JOKOJIKOTO € BB3MOXKHO, C HPHHUMUIINTE, ONPEIENCHU B
Touka 5 u B Toukn 9.2. u 9.3. Axo ¢dypaxure ca makeTupaHud B
OTAGJHM EIMHULH, clelBa Ja ObJaT NOJNydeHH Hai-maiko 4
eJIMHUIM, OT KOWUTO TpsiOBa Jjga ObAe B3eTa HaW-MajlKo ejHa
TOYKOBa Mpoba. AKO ce JOKaXe 3a BCEKH OTICICH Clydaii, ue
MOJyYEHUTE €JANHULN MMPOU3XOXKIAT OT PA3IHYHU MApTHIH, OposT
Ha CAMHMIMTE, OT KOUTO Lie ObJaT B3eTH mpodu, TpsdBa na Obiae
HaMaJICH W OrpaHUu4Y€H A0 CAWUHULIUTE, MPOU3XOXKIAAIlHW OT €1Ha U
chblia maptuaa. B ciydail Ha amanu3 Ha mpoba or  (ypax,
npejularal  3a mpojaxda upe3 CpeicTBa 3a KOMYHHKAUUS OT
pascTosiHue, 3a ONpeJielisiHe Ha ChCTABKH HIIM BEIIECTBA, KOUTO Ca
HEpaBHOMEPHO paslpesieieHd BbB (Gypaxure, OposST Ha TOUYKOBHTE
npobu TpsdBa pa Obie Hai-Manko 2,5 MbTH MO-rojsiM OT Opost Ha
npoOuTe, KOUTO Ce aHAIM3UPAT 3a ONpEACNsTHE HAa PAaBHOMEPHO
pasmpenesieHd BbB (DypakuTe BEIeCTBa.

Ot cheraBHaTa 1poba ce B3eMar CbOTBETHUTE KpalHU 1MpodU (KOH-
TPOJIHA, 3alMTHA M, €BEHTYalHO, apOMTpa)KHa), B CbOTBETCTBHE,
JIOKOJIKOTO € BB3MOXKHO, C IMPUHIMINTE, ONpPENeNIeHH B Touka 9.4,
a B NPOTOKOJIA 3a B3€MaHE Ha IPOOHTE ce MOCOoYBa, ye Ipobdara e
oT (ypax, npeyiarad 3a npojaxxda 4ype3 cpeicTBa 3a KOMYHHUKaLUs
or pascrosHue. Cren TOBa KOMIIETEHTHHMSAT OpraH He3abaBHO
“H(pOpPMHpa OIEepaTopa B CEKTOpa Ha (ypakuTe 3a B3EMAaHETO HA
npobute. OmeparopbT B CeKTopa Ha (ypaxkure OMBa CHIIO Taka
YBEIOMEH 4Ye, KOraTo € BB3MOXKHO, KOMIETEHTHHMAT OpraH Ias3u
Ha HErOBO pa3IlOJOKEHHE, Ha TOYHO OIpPEIEICHO MACTO, €IHA
npoba (3alIWTHA) WM S W3MOpalla Ha oIleparopa B CEKTOpa Ha
Gbypaxure, Wi Ha Jaboparopusira, IOCOYEHa OT oOmepaTopa B
ceKTopa Ha (ypakuTe B CHOTBETCTBHE C JCHCTBAIIUTE HOPMU Ha
HAIIMOHAIIHO paBHUIIE.

Axo npobara ce u3Mmpalla JUPEeKTHO B ouIMaiHara jaboparopus,
KpaiiHata mpoba TpsiOBa 1a Obje MOArOTBEHA U 3amedaraHa B Jabo-
patopusTa, OT YIBJIHOMOIIEHH 3a [eiTa JMia WId B TAXHO
npucheTBUE. Bemmara ciex oOpasyBaHeTo Ha KpalHUTE NpoOU
MPOTOKOJIBT 3@ B3eMaHe Ha Npo0M OT (Qypaxku, NpelaraHd 3a
npofax0a Ype3 CpeiAcTBa 3a KOMYHHMKAIMS OT pasCTOSHHE, Ce
M3Mpalia Ha KOMIIETEHTHHs OpraH, KOWTO HH(pOpMHUpa orepatopa
B CEeKTOpa Ha (pypakure 3a B3eMaHETO Ha MpoOHUTe.

Cunra ce, 4Ye KOJIMYECTBOTO, IPEIOCTABCHO HA KOMIICTCHTHHUS
OpraH OT OIepaTopa B CEKTOpa Ha (ypakuTe, NpeJCTaBIsIBA YacT
oT maptuaa Gypax OT eHa M ChIIa KATETOPHS WIIH C SIHO U CHIIO
onucanue. B cvorBerctBue ¢ wien 15 ot Permament (EO)
Ne 178/2002 ma Espomeiicku mapinament u Ha CsbBera ('), ako ce
YCTAQHOBM, Y€ Ta3H YacT OT IapTHJaTa HE OTroBaps Ha H3MCK-
Banusita Ha EC, ce mpuema, cbhllo M B ciiydyaid Ha mpoda oOT
Gbypax, mpemnaran 3a npoAax0a 4pe3 CpeAcTBa 3a KOMYHHKAIHs
OT Pa3CTOSHUE, Y KOHCTATALMUTE CC OTHACAT J0 BCHYKUSI (ypask
OT Ta3M MapTHAA, OCBEH aKO CIIe] IAaTesIHa OLeHKa (KOraTto € Lele-
CcbOOPA3HO — IPU MPOBEPKA HA MACTO) HE CE OKaXKe HEOCHOBATEIHO
Jla ce CYMTa, Ye OCTaHAJaTa 4acT OT MapTHIaTa He OTroBaps Ha
m3uckBanusaTa Ha EC.

(") Permament (EO) Ne 178/2002 na Esponeiickus napiaament u Ha CbhBeta oT 28 siHyapu
2002 r. 3a ycTaHOBsIBAaHE Ha OOIIWTE NMPUHIMIN ¥ U3UCKBAHMS Ha 3aKOHOJAATEJICTBOTO B
obiacTTa Ha XpaHHUTe, 3a Ch3JaBaHe Ha EBporeilicku opraH 3a 0€30MaCHOCT Ha XpaHUTE
1 3a ONpejielisiHe Ha MPOLEAypH OTHOCHO Oe3zomacHoctra Ha xpanute (OB L 31,
1.2.2002 r., ctp. 1).
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TIPUJIOJKEHUE 11

OblIX PA3NOPEABM OTHOCHO METOJAUTE 3A AHAJIM3 HA

DOYPAXKUTE

A. TIOATOTOBKA HA TIPOBUTE 3A AHAJIN3
Lea

OmycaHnTe B HACTOSIIOTO MPHJIOKCHHE MPOLEAYPH CE OTHACIT [0
IOJrOTOBKATA 32 aHAJIW3 Ha MPOOUTE, M3MPATEHH Ha JabopaTopuuTe 32
KOHTPOJ Cjiel B3eMaHe Ha NpoOH, MPOBEICHO B CHOTBETCTBHE C
pasnopenoute B mpuioxeHue l.

JlabopaTopHuTte npodu TpsOBa 1a ObAAT MOATOTBEHU I10 TaKbB HA4YMH, 4e
IIPETErJICHNTE KOJIMYecTBa, MPEABUICHH B METOAWTE 3a aHAIM3, 1a Ca
XOMOTIGHHH U TPEICTABUTEIHU 33 KpailHUTE MpoOu.

B nonbnHeHne KbM MPOLEIYPUTE, OMUCAHU B HACTOSIIOTO MPHIOKEHHE,
ce cielIBaT M yKa3aHWsATa 3a IMOATOTOBKA Ha MNpOOM, MPEIBUICHH B
craamapt EN ISO 6498.

HeoOxoaumu mpeanasHu MepKH

Ipouenypara, koaTo TpsOBa Ja ce Clie[Ba 3a MOATOTOBKA Ha MpoOHTE,
3aBUCH OT W3IMOJI3BAHUTE METOJM 3a aHAIW3 M OT KOHTPOJIMPAHHUTE
ChCTaBKM WIIM BeliectBa. [lopaau ToBa € OT HM3KIIOYMTEIHO 3HAYCHHE
cllefiBaHaTa TMPOIEAypa 3a MOJArOTOBKA HAa MPOOWTE 1a € MOJAXO[sIIa 3a
M3M0JI3BAHUST METOJl 3a aHaJIW3 M 33 KOHTPOJIMPAHUTE CHCTABKU WIIH
BEIIECTBA.

Beuuku HeoOXonuMu  feiicTBUsL TpsiOBa Jia ce W3BBPIIBAT IO TaKbB
HA4uH, 4Ye Ja ce H30erse, JOKOJIKOTO € BB3MOXHO, 3aMbpCSBAaHE Ha
npobaTa MM NPOMEHM B HEHHMS CHCTaB.

CrpuBaneTo, pa30bpKBaHETO M IPECSBAHETO Ce M3BBpIIBAT Oe3 3a0aBsiHe
¢ MUHHMMAlHO H3JlaraHe Ha mpobata Ha BB3AYX M cBemimHa. He ce
n3no0I3Ba 00Opy/JBaHE 3a CMWJIAHE M CTPUBAHE, KOETO MOXKE Ha Tpe-
W3BHKA 3HAYMTEIHO 3arpsiBaHe Ha mpobara.

3a Qypaxure, KOUTO ca OCOOCHO YyBCTBUTEIHHM KbM 3arpsiBaHe, ce
npenopsyBa ppUHO cTpuBaHe. Cliefl Ce CBIIO CAMHAT amapaTr jga He
ObJic M3TOYHHMK Ha 3aMbPCSIBaHE.

B nmsxon ClIydau XOMOI'€HU3alusATa Ha Hp06aTa upe3 CMeCcBaHE € BOJA 0
IIoJiyqaBaH€ Ha Kamla ¢ I[oMoIITa Ha BHUCOKOCKOPOCTEH CMECUTECIT
ocurypsiBa 1o-XOMOI'€HHU HOL[HpO6I/I, OTKOJIKOTO CyXaTa XOMOI'CHH3alus
Wi CyXOTO CTpHUBaHC, IMO-CICIUAIHO B cnyqaﬁ Ha XCTCPOTrCHHO
pasnpeacii€eHn XUMUYHN BEIICCTBA. XOMOTeHHHU HO,HHp06I/I obaue morar
Jla €€ IoJiydyaT u HOCPEACTBOM XOMOI'CHU3UPAHE Ype3 NOCTATBYHO CYyXO
CTpHUBaHE.

B Hsxom ciywam, KaTo HampuMmep HpH ONPEJEISHETO Ha MOPaBO porye
OT PBXK, BpEAHU 60Ta1-mqecxn npuMeCu U T.H., XOMOI'€HU3HUPAHETO Ha
npobara He MOXKE Ja ce M3BbPLUIM 4Ype3 CTpPUBAHE, a CcaMo upe3
JIOCTaTBYHO CMECBaHEe Ha Ipobara.

AKO TOATOTOBKaTa HE MOXKE Ja Ce INpoBeje Oe3 3HAYMMU ITIPOMEHH B
CHIBPKAHMETO HA BJIAra Ha Npobara, ce ONpeneis ChIbPIKAHUETO Ha
BJara Mpeau M cie] MOATOTOBKAaTa B CHOTBETCTBHE C METOZA, ONUCAH
B yacT A ot mpuioxenue I

IIpouenypa
Obwa npoyedypa

ANMKBOTHATa YacT 3a HW3CJIEBaHE C€ B3eMa OT KpaifHaTa XOMOTEHH-
3upaHa npoba. MeToauTe Ha KOHyCca M Ha YETBBPTHHKUTE HE Ce Mpero-
pbhUBAT, 3aMIOTO MPU TAX MOXKE Ja C€ IMOJydYaT AITUKBOTHH YaCTH C
rojsiMa TpeliKa MpHu paszessHe.
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3.2.

dypaxu, KOUTO MOraT Aa ObJaT CMJICHHU BHBB BHUJAA, B
KOWTO ca

— Kpaitnata npoba ce pa3dbpkBa U ce MpuOUpa B MOAXOJSII YUCT H
CyX KOHTeWHep, CHabJeH ¢ XepMeTH4Ha 3amymianka. Pa3obpkBa ce
OTHOBO, 32 J]a CE TapaHTUpa MbJIHA XOMOI'CHH3AIUsl, HEOCPEICTBEHO
npead Ja ce B3eMe MPETEerNeHOTO KOJNMYECTBO 3a aHau3 (ajmk-
BOTHAaTa 4acT 3a M3CIIEJBAHE).

dypaxu, KOUTO MOTAaT Aa OBJAT CMICHH CICJ HU3CY-
maBaHeE

— OCcBeH aKo He € MOCOYEHO JAPYro B METOAWTE 3a aHalu3, KpaiHara
npoba ce u3cylaBa MO TaKbB HAYMH, Y€ CBHIbPKAHMETO Ha BIara B
Hes ma ce ceexe 10 8—12 %, karo ce mpuiara Imporexypara 3a
MpeJBapuTeNHO H3CylIaBaHe, OMHCcaHa B Touyka 4.3 oT meroaa 3a
OmpenesiHe Ha Bjarata, MocoyeH B 4dacT A or mpuinoxkenue II1.
Crnen ToBa ce mpoueanpa, KakTo € mocoueHo B Touka 3.1.1.

Teunu unu nonyreunu Gpypaxu

— Kpaitnara npoba ce B3emMa B MOAXOJAII YHCT M CyX KOHTEHHEp,
cHabJeH ¢ XepMeTHYHa 3amyiuaika. Pa30bpkBa ce CraparesiHo, 3a
Jla Ce rapaHTHpa MbJIHA XOMOICHH3AllMsl, HEMOCPEACTBCHO IMpPEeIH Ja
ce B3eMe MPETErIeHOTO KOJIMYECTBO 3a aHaIn3 (AIMKBOTHATA 4acT 3a
H3CTICIBAHE).

HApyru dypaxu

— KbM kpaiinu npobu, KOUTO He MOrar Ja ObJaT MOArOTBEHH IO HSKOS
OT IIOCOYEHHUTE II0-TOpPe IPOLEIYpH, C€ Ipuiara BCsKa Apyra
Hpoleaypa, ¢ KOsTO MOXKeE Jia Ce TapaHTupa, ye HMpPEeTerNICHUTe KOJIH-
4ecTBa 32 aHaIM3 (AJMKBOTHUTE YAaCTH 3a M3CJEIBAHE) Ca XOMOI'CHHU
U NPEICTABUTEIHU 33 KpallHUTE Ipodu.

Cneyuanna npoyedypa 6 ciyuaii Ha usciedgane upe3 GU3VaIHa npogepKa
UIU MUKPOCKONCKO U3CTIe08AHe Ul KO2amo YAlama cbCmasHa npooda ce
XoMozeHuzupa

— B ciyuail Ha u3cnenBaHe upe3 BU3yalHa IpoBepka (6€3 MHKPOCKOI)
3a M3CIEIBAHETO CE HM3IOJN3Ba LiAaTa ChCTaBHA WM KpaifHa Hpoba.

— B ciyuaii Ha MHKPOCKOINCKO H3CIe/IBaHe Jaboparopusrta MOXe Ja
pelyuupa chbcTaBHATa Mpoda WM JIOIBJIHUTENHO Ja PelylHpa peiy-
mupanata mnpoba. KpaiiHarta 3ammuTHa U, €BEHTyalHO, KpaiiHaTta
apOuTpakHa mpoda ce B3eMaT cliel Npoleaypa, SKBUBAJICHTHA Ha
nporeaypara, KoSITo ce clie[iBa IpH KpaiiHaTa npoda 3a MpaBoNpHU-
nara’e.

— Koraro 1siarta cecraBHa mpoba € XOMOTeHH3HpaHa, KpaitHUTe npoou
ce B3eMaT OT XOMOTCHH3MpaHATa ChCTaBHA Mpo0a.

— 3a ompenesHeTO Ha MOPAaBO pPOrde OT PBK M BPEAHH OOTAaHHYECKHU
MpUMecH KpaiiHata 1mpoba TpsiOBa na Obae paszencHa Ha 2 MOANPOOH
¢ paBHO Terno npubmmsurenHo 500 gr. M3cnensa ce exHa moamnpooda.
Korarto pe3ynTarsT OT MoAnpoOuTe € paBeH Wi mno-manbk oT 50 %
(aHaMUTHYCH mpar) OT MAaKCHMajlHO MIOMYCTHMOTO KOJIHYECTBO,
npobaTa ¢ B ChOTBETCTBUE C MAKCHMAIIHO JOIMYCTUMOTO KOIMYECTBO.
Axo pesynrarsT € Hajg 50 % OT MakCHMMaJIHO JIOMYCTHMMOTO KOJIH-
4ecTBO, TpsOBa nJa ce M3ciHeABa JApyra noampoba U cpeHara
CTOMHOCT OT pe3yJiTaTHTe Ha 2 IOANPOOH ce H3IOJI3Ba 3a HPOBEpKa
Ha CHOTBETCTBHETO ¢ MAaKCHMAIHO JOIMYyCTHMOTO KOJHYECTBO.

CbXxpaHeHHe HAa npoduTe

IIpobute ce chbxpaHsBaT NpU TeMIepaTypa, NPH KOATO HE Ce IPOMEHs
TEXHUAT cbeTaB. [IpobuTe, mpeaHa3HAuUSHH 3a aHAJIM3 HA BUTAMUHM WU
BEIECTBA, KOMTO Ca OCOOEHO UYBCTBHTEIHH KbM CBETJIMHA, Ce
ChbXpaHsBaT NMPU TaKWBa YCJOBHUS, Y€ CBETIMHATA Jla HE OKa3Ba Hebiaro-
MIPUSATHO BB3JCHCTBHE BBPXY TAX.
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b. PABIIOPEJIbMU  OTHOCHO PEAKTUBUTE U AITAPATYPATA,
W3IIOJI3BAHU I1TPU METOJUTE 3A AHAJIU3

1. OcBeH ako HE € MOCOYeHO /APYro B METOAWTE 3a AaHaliHu3, BCHYKH
aHAJTMTHYHM PEaKTUBH TpsiOBa ga ca uucTH 3a aHanu3 (u4.3.a.). Korarto
ce MpaBH aHAIM3 3a ONPEJENIsIHEe Ha MHUKPOEIEMEHTH, YUCTOTAaTa Ha peakx-
TUBHTE TpAOBa J1a ce MpoBepsiBa upe3 mpasHa mnpoba. B 3aBucumoct ot
MOJyYEHHUTE PE3YNITATH MOXKE Ja Ce HAJOXKU I0-HATATBHIIHO MPEUHCTBAHEe
Ha PEaKTHBHTE.

2. Besika  fefiHOCT, KOATO — BKJIIOYBA  NPUTOTBSHETO HAa  Pa3TBOPH,
paspexaHe, M3IUIAKBAHE MM M3MMBAHE, IIOCOYEHA B METOAUTE Ha
aHanu3 0e3 yKazaHWe 3a €CTECTBOTO Ha YNOTPeOsSBaHHMS pa3TBOPUTEI
WIM paspeluTen, Npearnonara, 4e TpsOBa na ce wu3nonsBa Boxa. Ilo
HNPUHLUII C€ M3MOJI3BA JIeMUHEpalM3UpaHa WM JecTwiupaHa Boja. B
0cOOEHM Cllydyad, KOUTO ca IIOCOYCHH B METOJMTE 3a aHalu3, Td
TpsiOBa 1a ObJe MOUIOKEHA Ha CIELUAIHO MPeuHCTBaHe.

3. Karto ce uma mpensuj obuvaiiHata amapaTypa B KOHTPOJHHTE Jiabopa-
TOPUH, B METOAMTE 3a aHAIN3 CE MOCOYBAT CAMO OHE3M MHCTPYMEHTH U
armapaTd, KOMTO Ca CIICNMAIHH WM W3MCKBAT CIENU(pUYCH HAYHH Ha
usnon3Bade. Te TpsiOBa na ca 4YKMCTH, OCOOCHO KOrato TpsiOBa J1a ce
OIpeielsIT MHOTO MaJIKH KOJIMYECTBA OT BEIIECTBATA.

B. [IPUJIATAHE HA METOJUTE 3A AHAJIM3 U H3PA3JIBAHE HA
PE3VJITATUTE

1. IIpoueaypa 3a exkcrpakuus

Ilpu HAKONKO MeToma € HeoOXoAMMa KOHKpETHa Ipolexypa 3a
exkcrpakuusi. Ilo OpUHOMIT Morar Ja ObJar MPWIOKEHH JPyrd
IPOLEIYPH 3a CKCTPAKLHsi, OCBEH I[IOCOYCHAaTa B METOJa IMpOLEAypa,
[PH YCJIOBHE Ye¢ € JAOKAa3aHO, Ye M3MOJI3BaHATA IPOLEYpa 33 CKCTPAKLIU
MMa CeKBHMBAJICHTHA EKCTPAKIMOHHA e(EeKTHBHOCT 3a aHalu3UpaHara
Marpuia, KakBaTo MMa M yIIOMeHarara B METOJa Mpoleaypa.

2. IIpouenypa 3a ouncTBane

Ilpu Hsakonko Meroma e HeoOXoAMMa KOHKpETHa IMpoleaypa 3a
ounctBane. [lo mpuHIMI MoraT Jga ObBAAT NPWIOKEHH JPYrd
NpOLEAYpH 3a OYKMCTBAHE, OCBEH II0COYEHATa B METOAa HPOIEaypa,
Npy  yCJIOBME 4de € J0Ka3aHo, ue M3MOJI3BaHaTa Mpoleaypa 3a
OYMCTBaHE MMa EKBHBAJICHTHA OYHCTBATENIHA €()EKTHBHOCT 3a aHAJIM3H-
paHata MaTpHla, KakBaTO MMa M yIOMEHATara B METO/a HpOILeaypa.

3. Bpoii Ha onpenenstHusiTA

B cnywall Ha aHauM3 Ha HEXENaHM BEIIECTBA, aKO PE3yNTaThT OT
IIbPBOTO oOmpesessiHe € 3HauuTesHo (> 50 %) Mmo-HUCBK OT CTOMHOCTTA,
KOSATO INOICKH Ha KOHTPOJ, HE ca HEOOXOJUMHU IONBIHUTEIHU OIpEa-
CIIHHS, IPU YCIOBHE Y€ C¢ MpHIaraT IMOAXOMSLINTE INPOLEAYpH 3a
OCUTypsiBaHE Ha Ka4yecTBOTO. B npyru ciydau ¢ HEOOXOAMM IOBTOPEH
aHanu3 (BTOPO ONpEJeNsHe), 3a Ja CE H3KIIOYM BB3MOXKHOCTTA 32
BBTPEIIHO KPBCTOCAHO 3aMbBPCABaHE HAa NPOOHTE WM CIIydaiHO
oObpkBaHe Ha mpoOuTe. 3a M3BBPLIBAHETO HA JOIBIHUTENIHA OLEHKA
ce M3MOJI3Ba CPEIHATa CTOMHOCT OT JBETE ONPEHCIITHHS.

B ciyuaii Ha KOHTPOJI HA MUHUMAJIHOTO MJIM MaKCHMAJHOTO KOJIHYECTBO
(ypaxHu 100aBKU, aKO PE3yJNTaThT OT IbPBOTO ONPEJENISHE € I10-BHCOK
OT MHHHUMAJHO [OIyCTUMOTO WIIM IO-HUCBK OT MAaKCHMAJHO JOITyC-
TUMOTO KOJIMYECTBO, HE €a HEOOXOAMMH IONBIHUTEIHU OIPENEIISHUs,
IpY YCIOBHE Y€ C€ IpHIaraT MOAXOMALIMTE IPOLELYPU 3a OCHI'ypsiBaHE
Ha KauyecTBOTO. B 1pyru ciyuan e HeoOXOIUM IOBTOpPEH aHAIIU3 (BTOPO
ompeneisHe), 3a [a ce WU3KIIOUM Bb3MOKHOCTTA 3a BBTPEIIHO KpbC-
TOCAHO 3aMbpCsBaHE Ha M[poOMTE WIM ClyyaliHO OOBpKBaHE Ha
npobutre. 3a W3BBPIIBAHETO HA IONBJIHUTENHA OLEHKA CE M3II0I3Ba
CpelHaTa CTOMHOCT OT JBETE ONpEeIITHUs.

B ciyuaii Ha KOHTpPOJ Ha JEKIAPUPAHO CHIABPKAHUE HA BELIECTBO HIH
ChCTaBKa, aKO PE3YyNTATHT OT I'PBOTO ONpEesssHEe MOTBBPIHM JCKIapH-
paHOTO CBIbpXKAHHWE, T.e. AaKO AHAIUTHYHUSIT pe3yjiTaT Momaia B
WHTEpBala Ha JONYCTUMOTO OTKJIOHEHHME 3a JEeKIAPUPAHOTO ChAbP-
JKaHHMe, He ca HEOOXOJMMHM JIONBJIHHUTEIHH ONPEICNSHHUS, NPU YCIOBHE
4ye ce MpHiaraT MOJXOJSIH TPOLEIYPH 32 OCUTYpsSBaHE Ha KauecTBOTO.
B apyru cinydan e HEOOXOIUM MOBTOPEH aHAIN3 (BTOPO OMpE/ICIsiHE), 33
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Jla Cce M3KIIOYH BB3MOXKHOCTTA 33 BBTPELIHO KPBCTOCAHO 3aMbpCsBaHE
Ha TIpoOuTe MM cilydaifHo oObpkBaHe Ha mpoOute. llpu KoHTpon Ha
JIEKJIAPUPAHO ChABbPIKAHUE Ha BEIECTBO MIIM ChCTaBKa, aKO Pe3ylITaThbT
OT ITbPBOTO OINpPEIEIISIHE NOTBBPAU JEKIAPUPAHOTO ChIbPKAHUE, T.€. aAKO
AQHAIUTUYHUAT —pe3ydTaT IMoNnaja B MHTEpBajla Ha  JOMYCTUMOTO
OTKJIOHEHHE 3a JIEKJIAPUPAHOTO ChIbpPKAHUE, HE Ca HEOOXOAUMHU IOINBI-
HHUTEIHU ONpEIENsHUs, NPHU YCIOBHE 4Ye C€ IpuilaraT MHOAXOSIU
HPOLEYPH 3a OCUTYpsIBaHE Ha KayeCTBOTO.

B HsikoM ciyuau BBIIPOCHMST MHTEPBAJI Ha JIOMYCTHMOTO OTKJIOHEHHE €
OTpe/IeieH OT 3aKOHOAATeNnCcTBOTO, Karo Permament (EO) Ne 767/2009 u
Pernament (EC) 2019/4 na Esponeiickusi mapaament u Ha Coeera ().

4. HpOTOKOH 3a U3MOJ3BAaHUA METOA 3a aHaAJIU3

B IIPOTOKOJIBT 3a aHaJIu3 CC IMOCO4YBA M3IIOJI3BAHUAT MCTO/ 3a aHaIU3.

5. IIpoToxoa 3a aHANTUTHYHHUS Pe3yJaTAT

AHaIATHYHUAT pe3yaTaT ce M3pa3sBa MO HAa4YMHA, MIOCOYEH B METOAa 3a
aHau3, CbC CHOTBETEH Opoil 3Hauemy UppH, U, aKo € HEOOXOIUMO, Ce
KOpHUTHpa B 3aBHCUMOCT OT ChIBPKAHHETO Ha Biara B KpaifHaTa mpoba
Mpeau MOArOTOBKAaTa.

IloBeyero perynaTopHd CTOHHOCTH (HANp. MAKCHUMAIHO WM MHHHMAIHO
JIOMTYCTHMO KOJIMYECTBO) B 3akoHomarenctBoro Ha EC B obnactra Ha
(ypaxkute ca ompejeneHH MO OTHOIICHHE Ha (ypaxk ChC ChIbpIKaHUE
Ha Bnara 12 %. [lopaau ToBa, 3a /1a ce OLIEHU B T€3U CIydad U3MEPEHHAT
BBPXY HpOo0aTa aHAIUTHYEH PE3yJTaT CHPSIMO peryjaTopHaTa CTOHHOCT,
Toil TpsibBa WHPBO 1ga ObBJE pa3[elcH Ha ChIBPKAHUETO Ha CYXO
BelecTBo B mpodara (B %), yMHOXEHO Mo 88, KakTo € IMOCOYeHO B
cienHara Qopmysna:

88 X R 4nq
Rigyy = 7+
100 — Mc

KBJETO:

Mec: ChIIbpKaHUE Ha Biara B mnpobata (B %). Cnenoarento 100 —
Mc mpexacTaBisiBa  ChABPKAHHETO HA CyXO BELIECTBO B
npobara (B %).

Rona: QHAJIMTUYCH pe3yJTaT, U3MEPeH BBPXy mpodara

Rjs o pesyaraT 3a (ypax CbC ChAbpkaHue Ha Biara 12 %; na ce

OLICHU CIIPSAMO peryjiaropHara CTOHHOCT.
B JOMBJITHEHUE KBM TOBA, aKO Ca HU3IBJIHEHHU CIICAHUTE YCJIOBUA:

— AQHAINTHYHUAT Pe3ynTar e 3HauutenHo (> 50 %) mo-HUCHK WM THO-
BHCOK OT HWH(popMaimsTa BbpXy eTHKeTa/creruduyHara CTOHHOCT,
KOSITO TO/UIC)KM Ha KOHTPOJ, (B 3aBHCHMOCT OT TOBa Jaju HMH(OpP-
MaluaTa BbPXY eTHKeTa/crienuduuHaTa CTOHHOCT € MaKCHMAJIHO MU
MHHHMAJIHO JIOIYCTUMO KOJIMYECTBO);

— CBHABPKAHMETO HA BJIara Ha ONPOOBaHHS (ypaxk B M3BECTHO M MOXKE
Jla ce 3aKIIOYM Y€ KOPeKUHUATa B ChABbPKAHHETO Ha Blara HiMma jaa
MOBJIMsIC HA pe3yiTaTa OT OLEHKATa,

Torasa, IIpu YCJIOBHUE Y€ CC INpujiaarart HNOAXOIALIUTE IMPOUCAYpH 3a
OCUT'YypsIBAHC Ha KayeCTBOTO M aHAJIM3BT CC IpaBu CaMO 3a Ja Cc€
TIpOBEPHU CHOTBETCTBUETO CHC 3aKOHOBUTEC pasnope;{6I/I, KopekuusaTa
B 3aBUCUMOCT OT CbABPKAHUETO Ha Bjlara MOXKE Ja obae IporycHarta
(Hanp. B CJIy4auTe€ KOTraToO HE € OoIpc/ciicHa CHCI_[I/I(bI/I‘IHa uim pery-
JlaTopHa CTOﬁHOCT), OCBCH KOrato ToBa C€ H3HMCKBa 3a LCIWUTC Ha
THJIIKYBAaHETO.

AKO aHaJTUTHYHHUAT pesyjrar Cc¢ Kopurupa B 3aBHCHUMOCT OT CbAbpP-
JKaHUETO Ha BJara, CbOTBETHATA HEOHNPEACIICHOCT Ha HU3MEPBAHETO
ChIIO Tp}IGBa aa 6’[:[[6 KopurupaHa CbIJIaCHO CbhIlara Ipoueaypa.

(") Permament (EC) 2019/4 na Espomneiickus mapiaamenT u Ha CbBera or 11 mekemBpu

2018 T. OTHOCHO NPOW3BOJACTBOTO, ITyCKAHETO HA I1azapa M yHmoTpebaTa Ha MeIuKa-
MEHTO3HH (ypaxu, 3a nameHenne Ha Permament (EO) Ne 183/2005 na Espomneiickus
napiaameHT 1 Ha CobBera M 3a ormsiHa Ha Jlupexktusa 90/167/EMO na Cobera (OB L 4,
7.1.2019 r., ctp. 1).
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B cnyqaﬁ Ha OIIPEHACIIHE Ha MOpPAaBO pOrde WinM BpPECIHU 0OTaHUYECKU
IIpUMECH 4pe3 BU3yallHa HpOBCpKa/MI/IKpOCKOHCKO nu3cieaBaHe, KOPCKIUs
B 3aBUCUMOCT OT CBAbPIKAaHHWETO Ha Bjlara HE € HeOGXO[IPIMa.

6. HeomnpenesieHOCT Ha aHAJUTHYHO W3MepBaHe M CTOHHOCT Ha
aHAJUTUYEH /I00MB NPHU aHAJIM3 HA HEKEJIAHHM BellecTBa

Ilo orHOLIGHWE HA HEKEJIAHHTE BEIIECTBA MO CMHCHJIa Ha
JupexktuBa 2002/32/EO, mpomykTu, mNOpeAHA3HAYEHH 3a XpaHCHE Ha
JKMBOTHH, CE€ CUMTAT 32 HEOTTOBApsIIM Ha W3HCKBAHETO 3a MAKCHMAJHO
ChIBpPKAHUE, aKO CE MPELECHH, Y€ CTOMHOCTTa Ha AaHAMTHYHHS PE3yJTar
KaToO CpPeHA CTOMHOCT OT JBE HE3aBHCHMH OIPENeISIHHS, OTHACSIIH Ce
10 Qypaxx c¢bC ChAbpKaHWE Ha Bnara 12 %, HaJBHUIIABA MaKCHMAIHOTO
ChABP)KAHUE, KATO CE OTYUTA pa3lIMpeHaTa HEONPEIENCHOCT Ha aHaJH-
TUYHOTO HM3MEpBaHE TPHM M3MOJI3BAHE HA MHOXKHUTENl HA MOKpUTHE 2,
KOWTO J1aBa JIOBEpHUTEIHA BEPOATHOCT mpubnusurenano 95 %, u
KOpEKIMsl 3a aHanuThdyeH ao0uB. ToBa oO3HauaBa, ue 3a Ja Ce OLEHU
CMa3BaHETO Ha MAaKCHMMAJIHOTO ChIbPXKAHHE, Ce W3II0JI3Ba aHAIM3UpaHaTa
KOHIIGHTpAIUS, CIe Karo ce KOPUTHPa ChC CTOMHOCTTAa Ha QHAIUTHYCH
JIOOMB M CJe] M3BaXKIAaHE HAa Pa3IIMpeHaTa HEONpPEACNCHOCT Ha aHaJH-
TUYHOTO M3MepBaHe. Taszum mpouexypa € HpPHIOKHMAa EIMHCTBEHO B
Cllyday, KOraTo METOJBT 3a aHalM3 I03BOJSIBA OLICHKA HA pas3liMpeHara
HEONpPE/IeNICHOCT Ha M3MEPBAHETO M KOPEKIMS 3a aHAJIUTUYeH [OOUB.
(Hamp. TS HEe ce M3UCKBA B CIydyall Ha BU3yalJHa IPOBEPKa/MHUKPOCKOIICKO
H3CIIe/IBaHE)

B orceerBHeTO Ha cnenmduyHa HOpMATHBHA ypenda Ha HAIMOHAIHO
paBHMILE, AKO AHAJIUTUYHMAT pE3yJiTaT OT B3eTara 3allluTHa Ipoda
HaJBUIIABA MAaKCHUMAJIHOTO ChIbpxkaHue (0€3 Ja ce oTuuTa paslupeHara
HEOIPE/ICJICHOCT Ha aHAJUTHYHOTO M3MEpBaHE), TOBA MOTBBPK/IABa yCTa-
HOBEHOTO MOCPEACTBOM KOHTPOJIHATA MPOOA HECHOTBETCTBUE.

AHaIUTUYHUAT PE3yNTaT Ce OTYUTA, KAKTO Cle/Ba (LOKOJIKOTO H3IIOJ-
3BAHUAT METOJl 3a QHAJIM3 MO3BOJISBA []a CE OLIEHM pas3llIMpeHaTa Heolpe-
JISTICHOCT Ha aHAJUTUYHOTO H3MEpPBaHE):

a) KOpUrMpaH 3a aHaJIUTHYEH JO0MB, KOrato € LelechboOpasHo u
YMECTHO, KaTo ce mocoyBa Kopekimsra. Cie/Ba ja ce MoCoYd CTOM-
HOCTTa HAa AaHAJIMTHYEH JOOWB, OCBEH KOraTo B MpOLEAypara
[OHAYaJl0 € BKJIOYCHA KOPEKIWs 3@ M3MECTBaHE, KbJETO
LU3MECTBaHE € pasjiMKara MeXIy H3MepeHaTa CTOHHOCT W
eTalloHHaTa KOHIEeHTpalws. Kopekuusta 3a aHalMTHYeH J00UB HE €
HeoOXoaMMa, ako CTOWHOCTTa Ha aHAJUTH4eH a00uB ¢ mexay 90
u 110 %.

6) katro ,x +/- U®, kpIeTo X € aHaIMTUYHHAT pe3ynarar, a U e
paslMpeHaTa HEONpeJeIeHOCT Ha AaHAJIMTHYHOTO M3MEpBaHe IpH
M3MONI3BaHe Ha MHoxuTeNn Ha nokputue 2 ('), koifto naBa moBe-
pHTEIHA BEPOSTHOCT OT OKoJIo 95 %.

Axo obaye aHATUTUYHHAT Pe3yiarTar € 3HauuTedHo (> 50 %) Mmo-HUCHK OT
CTOMHOCTTA, KOATO MOUIEKH HAa KOHTPOJI, U IIPH YCJIOBUE Y€ Ce Ipuilarar
HOAXOJLINTE MPOLEAYPH 3a OCUTYPSBAHE HA KAUE€CTBOTO M AHAIM3BT CE
IpaBH CcaMO 3a Ja C€ IPOBEPH CHOTBETCTBHETO CBC 3aKOHOBUTE
pasmopenOy, OTYHTAHETO HA CTOIHOCTTAa HA AHAIMTHYCH JOOUB U Ha
paslmupeHaTta HEONPEJeIeHOCT Ha aHAIMTHYHOTO H3MEpBaHE MOXe Ja
Oble MIpPOIycHATO (HAmp. B CIy4auTe KOraTo HE ¢ OIpelelicHa
crienUYHA WM PEryJIaToOpHA CTOMHOCT), OCBEH KOrato MH(OpMamusara
3a HEONpEeIeTeHOCTTa Ha H3MEPBAHETO € HEeoOXoguMa 3a LeluTe Ha

TBJIKYBAaHETO.

7. HeonpeneneHOCT Ha AaHAJIUTHYHOTO HM3MepBaHe M CTeNeH Ha
aHAINTHYeH J00MB NpPH AaHAJIU3 HAa CbAbPKAHHETO Ha (YpPaKHH
n00aBKH

3a menMTe Ha IpoBepKata Ha CHOTBETCTBHETO C  Pa3pelIeHOTO
MHHHMAJIHO W MAaKCHMalHO ChbIbp)KaHHEe Ha (ypaxkHH J00aBKH
HaJIM4ueTo Ha (ypaxkHM J00AaBKH Ce CYMTAa 3@ HECHOTBETCTBAIIO HA
W3MCKBAHETO 33 MHHHMAJIHO M MAaKCHMAaJIHO [OIYCTHMO ChIbp)KaHUE,
aKo Ce MPELEeHH, Y€ CTOHHOCTTA Ha AaHAJIMTHYHMS pe3yjrTar, Karo
CpellHa CTOMHOCT OT JIB€ HE3aBHCHMH OIPEACINISTHUS, O OTHOIICHHE Ha
(dypax cbc chbabpkaHue Ha Biara 12 %:

— Ha/JBHIIABa MAKCUMAIIHO JOMYCTUMOTO ChJIbPIKAHUE, KATO C& OTUUTAT

pasimMpeHata HEONpPEOEICHOCT Ha aHAIMUTHYHOTO W3MEpBaHE U
KOpeKLHsATAa 3a aHauWTHYeH no0uB. ToBa oO3Ha4yaBa, 4e 3a ga ce

(') Mosepurennusit uurepsain oT 95 % Moxke aa Obje MOCTUTHAT Ype3 M3MOJ3BaHE HA JPYyT
KoeHIMeHT, KaTo HampuMep Koedwuimenta t (koepuieHT Ha CTIOIBHT).
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OIICHU CIIa3BAaHCTO Ha MAKCUMAJIHOTO CbAbPIKAHUE, CC H3I0JI3Ba
aHaJIM3UupaHaTa KOHLICHTpAIUs (T.e. cpeaHata CTOMHOCT OT JiBE onpen-
CJ'ISIHI/ISI), CJIEA KaTo c€ Kopurupa cCbC CTOMHOCTTa Ha aHAJUTUYHUS
IIO6I/IB 1 CJI€A U3BAXKIAHE Ha pasiIupeHaTa HEONPEACIICHOCT Ha aHaJIu-
TUYHOTO U3MEPBAHE.

— ¢ MmoJ MHUHHMAJHO [OIyCTUMOTO ChIbPIKAHHE, KATO CE OTYMTAT
paslIpeHaTa HEONPEIeICHOCT Ha AaHAINTUYHOTO HW3MEpBaHE W
KOpPEeKIMATa 3a aHamuThueH no0muB. ToBa oO3HauaBa, ue 3a Ja ce
OLIEHM CIA3BaHETO Ha MAaKCHMAIHOTO ChIABPXKAHHE, CE H3MO0I3Ba
aHaJM3MpaHaTa KOHIEHTpauus (T.e. CpefHara CTOWHOCT OT JBETe
OTIPEICIISIHUS ), CJIe]] KaTO Cce KOpUTHpa ChC CTOWHOCTTA Ha aHaJM-
THYHUS JOOMB W Cliel 100aBsHE Ha pa3IIUpeHaTa HEONPEIeICHOCT
Ha AQHAIUTUYHOTO M3MEpBAHE.

B orcbeTBHeTO Ha crenupHrYHa HOPMATHBHA ypexda Ha HAI[MOHAIHO
paBHHMINE, AKO AHAJIUTHYHMAT pE3yJITar OT B3erara 3alluTHa I[poba
HaJ[BHIIIaBa MaKCUMAaJHOTO ChIbpkaHue (0e3 1a ce OTYMTa pasliupeHaTa
HEOMPEICICHOCT Ha QaHATMTUYHOTO M3MEPBaHE), TOBA MOTBBPIKIaBA yCTa-
HOBCHOTO IIOCPEJCTBOM KOHTpOJIHATA MPoba HECHOTBETCTBHE.

AHaJIUTUYHUAT pe3ylNTaT ceé OTYUTA, KAKTO Clie/Ba (LOKOJIKOTO H3IOJ-
3BaHMAT METOJl 3a AHAJM3 I03BOJISBA JIa CE OLECHM paslIMpeHaTa Heompe-
JIEJICHOCT Ha aHAJIMTUYHOTO HU3MEpPBaHE):

a) KOpUTHpaH 3a aHAJIUTHYCH JOOMB, KOraTo € IelechoOpasHo u
YMECTHO, KaTo ce rmocouyBa Kopeknusra. Ciensa aa ce MOCOYM CTOM-
HOCTTa Ha AaHAINTHYEH JO0MB, OCBEH KOraro B Ipoleaypara
[IOHAYaJI0 € BKIIOYEHA KOPEKIMs 3a HM3MECTBAaHE, KBJCTO
,A3MECTBaHE“ € pasyiiKata MeXIy H3MepeHaTta CTOHHOCT |
eTajloHHaTa KOHIleHTparus. Kopekuusita 3a aHaluTuueH J00MB HE e
HEOOXO/AMMa, aKo CTOMHOCTTAa Ha aHAINTHYEH N00MB e Mmexay 90
u 110 %.

0) kato ,,x +/- U“ KpEeTO X € aHAJIUTHYHMAT pe3ynTar (cpeaHara
CTOWHOCT OT JiBe omnpe/essiHus), a U e pasimupeHara HeolnpeaeieHOCT
Ha AHAJIMTHYHOTO M3MEpBaHE IPU HU3IMOJ3BaHE HAa MHOKHMTEI Ha
nokputre 2 ('), KOWTO JaBa JOBEpHUTETHA BEPOATHOCT MPUOIU3UTETHO
95 %.

(') Mosepurennusit uurepsain oT 95 % Moxke aa Obje MOCTUTHAT Ype3 M3MOJ3BaHE HA JPYyT

KoeHIMeHT, KaTo HampuMep Koedwuimenta t (koepuieHT Ha CTIOIBHT).
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IIPUJIOJKEHUE 111

METO/JM 3A AHAJIU3 C HEJ KOHTPOJ1 HA CBCTABA HA
DOYPAKHUTE CYPOBUHU U HA KOMBUHUPAHUTE ®YPAXU

3.2.

3.3.

3.4.

3.5.

3.6.

Q)

A. OIIPEJEJISIHE CBABPXKAHUETO HA BJIATA
Lex u odxBart

HacrosmusT mMetos 1aBa BB3MOXKHOCT Jla C€ ONPEAEIN ChIbP/KAaHUETO
Ha Biara BbB (pypaxkure. B ciydail, 4e QypaxbT ChabpkKa JICTIMBU
BEIECTBA, KATO HAlpuMep OpraHW4YHU KHUCEIWHH, TpsOBa mpa ce
oTOeNekH, Y€ 3aeJHO ChC ChABPIKAHHETO HA Blara ce OTKPUBAT U
peauia JICTIUBH BELIECTBA.

MertoxsT He 0OXBalla aHAIMW3a Ha MICYHHTE MPOAYKTH B Ka4ECTBOTO
UM Ha (QypaXHH CYpOBHHHM, HHTO Ha KOMOWHHpaHHTE (ypaxH,
CBCTABCHH MPEIMMHO OT MICYHH MPOIYKTH, MM aHAIN3a Ha JKHBO-
THHCKHTE M PACTHTEIHATE Ma3HWHM M Macia M Ha MacjolaifHuTe
CeMEHa H IUIOZOBE.

OmnpeensHETO Ha CHIBPKAHUETO HA Bjlara B MaciOJaiiHH CEMCHa Ce
mpaBu 1o Metoxaa, npeasuiaeH B cranmapt EN ISO 665 ,,Ompenensue
ChIbP)KAHUECTO HA BIlara W JICTJHMBU BEIIECTBA™, KATO COCBUTE 3bpHA
TpsiOBa J1a ObJAaT CMJICHH MPEIH ONPEICISIHETO Ha ChIBbPKAHUETO Ha
BJIara.

Hpuaoun

[lpoGata ce wu3CymiaBa HpU TOYHO OINPEACNICHH YCJIOBUS, KOUTO
BapupaT B 3aBHCHMOCT OT BHAa (Qypax. 3arybaTa Ha Terio ce
ompezesss mocpencTsoM mpererisiHe. [lpu pabora ¢ TBepau (dypaxu,
KOUTO MMAaT BHCOKO CBIbp)KaHME Ha Bjara, € Heo0XoAMMO Ja ce
U3BBPIIN NPEIBAPUTEIHO CYIICHE.

Amnaparypa

Mennuna ot HeabcopOupall Biara MaTepual, KOSTO € JiecHa 3a
MOYHCTBaHE, TO3BOJIsIBa OBP30, pAaBHOMEPHO pa3apodsBaHe Oe3 3abe-
JICKUMO 3arpsiBaHe, INpEAOTBpaTsABa KOHTaKTa C BBHIIHHSA BB3AYX,
JOKOJIKOTO TOBa € BB3MOXKHO, M OTrOBaps Ha H3UCKBAaHMAITA,
ompeneneHd B T. 4.1.1 u 1. 4.1.2 (Hamp. YyKOBH MHKPOMEJIHMIM HIIK
MHUKPOMEJIHUIKX C BOJHO OXJIaXXIaHC, CFJ'IO6$[€MI/I KOHYCHHU MECJIHULH,
HMCKOOOOPOTHU MEJHHUIM WM MEJIHHIU CbC 3bOHM KOJIENa).

AHanUTHYHU BE3HH 3a M3MEpBaHe C TOYHOCT 10 | mg.

Cyxu ChZI0BE OT HEKOPOIMPAI METall MM OT CTHKJIO, C Kalalli, OCHTY-
pSIBAIlM XEPMETHYHO 3aTBapsiHe; pabOTHA MOBBPXHOCT, IO3BOISBAIIA
pasCTHIIaHe Ha M3Cie/BaHaTa Ipoda ¢ mIbTHOCT okoxo 0,3 g/em’.

Enextpuyecka uzorepmuuna memr (+ 2 °C) ¢ mMOAX0asIIa BEHTUIAINS,
KOATO OCHTypsiBa Obp30 peryiupade Ha temmeparypata (1).

Perynmpyema eleKTpHYecKa BaKyyMHa Ielll, oOOpy/ABaHa C MacieHa
IOMIIa ¥ C MEXAaHHM3bM 3a BKapBaHE HAa TOPEIl CyX BB3AYX MIH C
U3CyIIaBall areHT (Hamp. KaJIIUEB OKCHN).

Excukarop ¢ gebena mepdopupaHa MeTaaHa WM MOPLEIAHOBA ILIOYA,
ChAbpKaLl ¢(hUKACCH H3CYIIABalll arcHT.

3a uW3CymIaBaHETO Ha 3BPHEHM KyITypH, OpamiHo, Oyiaryp M eIpocMiIsSHO OpamiHo,

¢ypHarta TpsbBa Ja MMa TaKbB TOIUIMHEH KalalWUTeT, 4Ye IPH NPEABAPHTEIHO
sarpssane 70 131 °C, ma J0CTHrHE OTHOBO Ta3W TeMIlepaTypa 3a IIO-MaaKko OT 45
MUHYTH CJIeJl KaTO B Hes € OMJIO CJI0KEHO MaKCHMMAJHOTO KOJMYECTBO IPOOH 3a €HO-
BPEeMEHHO cymieHe. BenTtunmanmsra TpsOBa Ja e TakaBa, 4e KOraTO TOJKOBAa MPOOH OT
OOMKHOBEHO JKHTO, KOJIKOTO MOXeE Jia chOepe, ce CylaT B IPOJBIUKEHME Ha JIBa daca,
pesyaTaTHTE Ce pasanyaBaT OT OHE3H, KOMTO CE MOJyyaBaT CjleJl YeTUPUYACOBO CYIIEHE,
¢ no-manko ot 0,15 %.
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4.1.

4.1.1.

4.2.

4.2.1.

4.2.2.

Ipouenypa

N.B.: Onucanure B TO3M pasfen OIepaluy Cile[Ba Aa Ce U3BBPIIBAT
He3abaBHO CJie]] OTBapsSHETO Ha OMakoBKUTE ¢ mpodu. [Iposexaa
ce Hali-MaJKo ABYKpaTeH aHaIH3.

ITloocomoska

dypaxu, pa3nudau oT nuzbpoenure B 7. 4.1.2 u T.
4.1.3.

Bsemar ce Haii-manko 50 g or mpobara. Ilpm HeoOXogumocT TOBa
KOJIMYECTBO C€ pa3npobsBa WM pasjens Taka, 4e Ja ce u30erse
HpOMsIHA B ChABPXKAHMETO Ha Biara (BK. T. 0).

3bpHEHH KYATYpHU H OYyATYp

Bsemar ce Haii-manko 50 g oT npobara. CMUIaT ce Ha CUTHH YacTHUIIH,
ot kouto mouHe 50 % na Morar ja mpeMHHAT Mpe3 CHTO C roJeMHHA Ha
orBopure 0,5 mm u or kouto Haii-mHoro 10 % pa He Mmorar na
NPEMHHAT IIPe3 CHTO C KPBIVIM OTBOPU ¢ pazmep 1 mm.

dypaxu B TEYHO HIHM NMAacTOOOpPA3HO CHCTOSHHE H
bypaxu, CHCTOAWMHU C€ MNPEeJUMHO OT Maciaa U
Ma3HUHH.

Bsemar ce okono 25 g ot mpobara, mpeTeryisT ce ¢ TouHocT 10 10 mg,
J100aBsi ce CHOTBETHOTO KOJIMYECTBO OE3BOJEH ISICHK, MPETErJICHO C
toyHocT a0 10 mg, u ce pa3dbpKBa 0 MOJ)y4aBaHETO HA XOMOICHEH
IPOJYKT.

Cywene

Uscymaa ce cpa (1. 3.3.), 3aeqHO ¢ Kamaka, B IEll, HaCTPOCHa Ha
103 °C 3a 30 min +/- 1 min. [IpoGara ce u3BaXkia OT memiTa M ce
OCTaBsl B EKCHKATOpa Jia ce OXJAJW A0 TeMIlepaTypara Ha OKOJIHATA
cpena (t. 3.6.).

Oypaxu, pa3aungau ot uzbpoenure B 1. 4.2.2 u T.
4.2.3.

CpIOpT ce mpeTeryisi 3aeHO C Kamaka CH ¢ TO4YHOCT 10 | mg. B
NpeTerjeHus ChJ Ce U3MEpBaT € TOYHOCT A0 1 mg okomo 5 g or
npobara u ce pasctunar paBHomepHo. CwawpT, 0e3 Kamaka, ce
mocrtassi B mpenaBaputenHo 3arpsarata 10 103 °C memnr. 3a ga ce npen-
OTBpATH HEXEJIATeIHOTO CllaJjaHe Ha TeMIIepaTypaTa, ChIbT CE MOCTaBs
B ICIITa BB3MOKHO Hal-Obp30. [IpobaTta ce octaBs aa ChbXHE YETHPH
4aca, CYMTAHO OT BPEMETO Ha BB3CTAHOBSBAHE HA TEMIIEpaTyparta OT
103 °C. Ilemra ce orBaps, KamakbT He3abaBHO ce IOCTaBsi 0OpPAaTHO
BBPXY Cb/la, KOWTO Ce M3BaX/Ja OT IelITa, OCTaBs CE Ja Ce OXJIaJIH 3a
30—45 min B excukaropa (1. 3.6) U ce mpererist ¢ TOYHOCT 10 1 mg.

3a ¢Qypaxu, ceerosiy ce npeaumHo (> 50 %) oT Macia U MasHUHHU C
JKUBOTHHCKH M PAaCTHUTEICH IPOU3Xo[, mpobure ce cymar 30 min mo-
nearo mpu temmeparypa 103 °C. Pasnumkata MexIy CTOWHOCTHTE 3a
ChABPKAHUETO Ha BIAra, MOJYYCHH OT JBETE NPETErJIsHHs, He TpsOBa
na nagsuimasa 0,1 %.

3bpHEHU KyINTypHu, Opamuo, Oyaryp u rpuc

CpIapT ce mpeTerisi 3aeAHO ¢ Kamaka cu ¢ TtouHocT mo 0,5 mg. B
HPETEerNIeHUs. ChbJl Ce M3MEepBaT C TOYHOCT A0 1 mg OKono 5 g oT
pasnpobenata npoba u ce pascTmwiat paBHOMepHO. Chapr, 6e3
Kamaka, ce TocTaBsl B mpeaBapuTenHo 3arpsrtara mo 130 °C mem. 3a
Jla ce MPEJOTBPATH HEKETATETHOTO CIaJaHe Ha TeMIeparypara, ChIbT
ce mocTaBsi B TI€IITA BB3MOXHO Hai-0bp30. I[Ipobara ce ocraBst nma
ChXHE YETHPH 4Yaca, CYMTAHO OT BPEMETO HA BH3CTAHOBSIBAHE HA
temmeparypara ot 130 °C. Ilemra ce oTBapsi, KanmakbT He3abaBHO ce
MOCTaBsi OOPaTHO BBPXY Cha, KOWTO CE M3BaKAa OT MEIITa, OCTaBs Ce
nma ce oxmaan 3a 30—45 min B excukatopa (T. 3.6) u ce mpeTeris ¢
To4HOCT 710 | mg.
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4.2.3.

4.3.

KomOunupanu pypaxu, cbaAbpxamu noBede oT 4 %
3axapo3a HMIM JTakKTo3a: GpypaxHH CYPOBHHHU, KAaTO
HampuMep MHIOJOBE Ha pPOXKKOB, XHUAPOIHU3HUPAHHU
3bPHEHH TNPOAYKTH, MaJINOBU CeMeHa, HapueHIa
M3CYIMeEeHO HBEKJIO, PUOHU W 3aXapHU Pa3TBOPHUMHU
KOMIOHCHTH;

CpapT ce mpererisi 3aeAHO ¢ Kamaka cu ¢ TtouHocT g0 0,5 mg. B
MpeTerjieHnsl CbJ] ce U3MepBaT ¢ TOYHOCT OO0 1 mg okomo 5 g or
npobara W ce pasctuiaar paBHoMepHOo. Cwabr, 0e3 Kamaka, ce
nocrasi B mpejsapurenHo 3arpsrara ot 80 °C mo 85 °C BakyymHa
meny (T. 3.5). 3a ;ma ce mpemoOTBpaTH HEXKENATEIHOTO CIlajaHe Ha
TeMIepaTypara, ChJIbT Ce MOCTaBsl B MEIITa BH3MOXKHO Hai-0bp30.

Hanaranero ce ysenuuaBa no 100 Torr m mpobara ce ocraBs na ce
CYIIM YeTHpU 4Yaca IPU TOBA HaJAraHe Ha MOTOK ropell CyX Bb3IyX
WM [I0CPEJCTBOM H3cymuasaly areHT (oxono 300 g 3a 20 npobu). Bbs
BTOpHUS Clyd4ail BaKyyMHaTa IOMIIA CE H3KIIOYBA, KOTaTO CE€ JOCTHUTHE
HpEeNUCcaHoOTO HajsiraHe. BpemeTo Ha cylieHe ce OTuMTa OT MOMEHTa
Ha Bb3CTaHOBsBaHEe Ha Temmneparypara or 80 °C—85 °C B memira.
Hansranero B Helra BHUMATEIHO CE ITOHM)KaBa U U3PAaBHABA C aTMOC-
¢depHoTo. Ilemra ce oTBaps, KamakbT BeIHAra ce IOCTaBs OOpPAaTHO
BBPXY CbJa, ChABT C€ U3BaXAa OT IelITa, OCTaBs Ce Ja Ce OXJaIu
3a 30—45 min B excukaropa (1. 3.6) U ce mpereras ¢ TOYHOCT 10 1
mg. Cymm ce ome 30 min BbB Bakyymna nemr Ha 80 °C—85 °C u ce
IpeTerns OTHOBO. Pasinkara MeXIy CTOMHOCTHTE 3a ChIBPKAHUETO HA
BJlara, INOJNYYCHH OT JBeTe IPETCrIHHs, HE TpsAOBa Ja HaJBHUIIABA
0,1 %.

Ilpeodsapumenno (vacmuuno) cyuiene

Braxxuure* ¢ypaxku ¢ MacoBa 4acT Ha cyxara martepus nox 85 %
(Hamp. rpyou (ypasku, €IMHEH CMECEH IOPLHOH, (HE)TeUHH XpaHM)
TpsiOBa Ja ObJAT YACTHMYHO WU3CYLIEHM Hpeau aa ObIaT MOATO0KEHH
Ha (uHO cTpuBaHe 3a LEIMTE HA aHAIM3a HAa TEXHUTE CTAOWIHU
BEIIECTBA; 3a HECTAOMJIHMTE BELIECTBA YaCTHYHO H3CYIIaBaHE HE ¢
BB3MOXKHO.

YacTHYHOTO CyILIEHE MOXKE Jja Ce M3BBPILIM 4pe3 U3IO0J3BaHe Ha J1abo-
partopHa Ien| ¢ NPUHYAUTeIHA BEHTHJIALMs, HA MUKPOBBJIHOBA (ypHa
wiy upe3 nuodunusanus. OCBEeH B CIyyauTe Ha YaCTHYHO CYyLICHE 4Ype3
nuoduamuzanus, uenta € GpypaxsT Ja ce U3CYLIH, KaTo ChIIEBPEMEHHO
TeMnepaTypa Ha mnpobara ce mopabpxka mon 60 °C, Taka ue XHMMH-
YECKHAT ChCTAB Ja ObJe 3acerHar B MUHUMaiHa creneH. CylieHeTo
mpu temneparypu Hang 60 °C mpuuMHSBA XUMHYHH H3MEHEHUS BBHB
¢dypaxure (Hamp. pasrpaxaaHe Ha Oentsumte). Ilpenu n3mepBaHeTO
Ha YacTTa Ha CyXOTO BELIECTBO M3CYLICHUAT (ypak ce OocTaBs Ja ce
ypaBHOBECH TIpM CTaifHa TeMmepaTypa 3a okoyio 15 MuHYTH, 32 na
OblaT CBEJCHH [0 MHHHMYM MOTEHIHAIHUTE HW3MEHEHMS BBB BIIAX-
HOCTTa, KOMTO MOTaT Ja BBb3HHKHAT IO BPEME Ha CTPHBaHE M ChXpa-
nenne. CymeHero npu Temmepatypu nog 60 °C He oTcTpaHsBa msara
BOJa OT (pypaxka; CJIEHOBATEIHO MOJYYSHHAT OT (I'bPBOHAYAIHOTO)
YAaCTUYHO CYIIEHE NPOAYKT HE CBCTaBJIsABa OOILIOTO CYXO BEIIECTBO
BBbB (pypaxa. KoraTo ce ompenensr Ipyrn XMMHYHH CBHCTaBKH, CIEN
u3cylaBaHe mojnpodara ce CTpUBA M AHAIM3MpPA 3a CHIbPIKAHHE HA
(kpaitHO) CyXO BEIIECTBO OT YaCTHYHO M3CylIeHaTa mpoba (ocTaTh4yHa
BIaXHOCT OT 3 % mo 15 %).

TTopaau ToBa ce MpenopbyBa JByeTalHa IPOLELypa 3a ONpeselsHe Ha
cyxoTo BeuectBO. ITbpBO ce ompejenss YaCTHYHOTO ChAbPKAHHE Ha
CYXO BEIIECTBO (ako € Mo-Majko oT 85 % cyxo BELIEeCTBO), a Clex
TOBAa Ce ONpenels OCTaThYHOTO ChAbP)KAHAE HA CyXO BEILECTBO
BBpPXY CTPHTa Tpo0a 3a M3CIe/BaHE M YACTUYHOTO CYXO BEIIECTBO CE
YMHOKaBa 110 OCTAHAJIOTO CYyXO BEIIECTBO, 33 J]a Ce ONpeaean 0OIIOTO
ChJbPIKAHHE HA CYXO BEIIECTBO.

HN3uncasiBane Ha pesyjararure

CoabpkanneTo Ha Biara (X) Karo MPOIEHT OT Mpobara ce M34YHCIIsIBa
no cieaHuTe Gopmyn:
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5.1 HUszcywasane 6e3 npedsapumento cyuiene

X = <w) %100
m

KBJICTO!

m BPBOHAYAIIHO TEIJIO B TPaMOBE Ha Mpodara 3a aHalms,
my = TErNIo B IpaMOBe Ha cyxaTa mpoba 3a aHaju3.

5.2. Hszcywasane ¢ npedsapumento cyuene (V)

— X 100 X
x, = |mme)xm 190 a0 (1_ M)
my m m X my

KBIIETO:

m = IBPBOHAYAIHO TErNIO B TPaMOBE Ha Mpodara 3a aHaims,

m; = TErIo B TpaMOBe Ha MpobaTa 3a aHAIM3 CICA MPEABAPUTEITHOTO
CylIeHe,

m, = TErIo B IpaMOBE Ha mpobara 3a aHAIU3 CIeA pa3apo0siBaHe WIIH
CTpHBaHe,

m, = TErlo B I'paMoBe Ha cyxaTa npoOa 3a aHaju3.
5.3. Tloemopsemocm

Paznukata Mexay pesyiaTaTHTe OT JBE MapajeiIHd ONpeIeIIsTHHUs,
V3BBPIICHH C €lHAa W ChIla mpoda, He TpsOBa na nHamsumasa 0,2 %
oT abCoNOTHATa CTOMHOCT Ha Bjarata, OCBCH 3a MOKPH XpaHH 3a
JIOMAIIHMA JIFOOMMIIM W JbBYAIIM TPEAMETH 3a KydYeTa, KbJETO
pasnumkara He TpsOBa ga Hazsumasa 0,5 % or abcomoTHarta
CTOMHOCT Ha BJlarara.

6. 3abesieskKu

B cnyqai«’l, 4€ CC HAJIOXKH pasz[po6ﬂBaHe, H aKO TOBa IIPOMEHU CHABP-
JKaHHUCTO Ha BJIara B IIPOAYKTa, PE3YyJITATUTE OT aHAJIM3a Ha CbCTaBKUTC
Ha (1)ypa>1<a Tpﬂ6Ba Ja 6’LI[aT KOpUrvupanu Bb3 OCHOBAa Ha CbAbp-
JKaHHUETO Ha BJjlara Ha npo6aTa B II'bPBOHA4YaJIHOTO M ChCTOSHHUE.

b. OIIPEAEJIAHE CBJABPXKAHUETO HA BJIATA B XXMBOTHMHCKU U
PACTUTEJIHU MA3HMHU U MACIJIA

1. e u odxBaT

Hacrosimusar MeTol 1aBa Bb3MOXKHOCT J1a Cc€ onpeaeiini CbAbPKAHUETO
Ha BOJa U JICTIIMBU BEUIECTBA, CbhAbpKAIIM CE B KUBOTHUHCKH U
pacTUTCIHU Ma3sHUHU W Macja.

2. Tpunmun

IIpoGara ce cyuin, JOKaTO TEIJIOTO M CTaHE MOCTOSHHO (HaMalsIBAHETO
Ha TErJIOTO TPU JBE MOCICIOBATEIHN MNPETCIISHUS TPsAOBa 1a € Io-
Manko wiu paBHo Ha | mg), npu 103 °C. 3arybara Ha Teriio ce
omnpezesns MOCPEACTBOM MPETETrIIsHE.

3. Anaparypa

3.1. IT1ockorbHHO GIII0/I0 OT KOPO3HOHHO YCTOWYMB MaTepHal C JHaMEThp
or 8 10 9 cm u ¢ npubIM3UTENHA BUCOYMHA 3 cm.

3.2. TepmoMeTsp ¢ ycHIeH pe3epBoap W pa3lIMpeHHe B TOpHATA 4YacT Ha
Kamuisapa, rpagyupad ot okono 80 °C mo naii-manko 110 °C u apasr
npubimusuTenaao 10 cm.

3.3. [Tsickuna GaHst WM ENEKTPUYECKH KOTIIOH.

(') 3a noseue MOAPOOGHOCTH OTHOCHO M3YMCIICHHETO Ce MpaBH M030BaBaHe Ha craHgapT EN
ISO 6498— dypaxu. YkazaHusi 3a MOArOTOBKA Ha MPOOH.
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34, Excukarop, cbabpkail eQuKaceH M3CyIIaBall] arcHT.
3.5. AHaIIUTUYHNA BE3HHU.
4. IIpouenypa

B cyxoro mpererneHo 6mromo (1. 3.1), B KOETO € MMOCTaBEH TEPMO-
MeTEPBT (T. 3.2) ce mpeTeriaT ¢ ToyHOCT 10 | mg okomo 20 g ot
XoMoreHusupanara mpoba. IIpoGata ce HarpsiBa BBpPXY ISIChUHATA
Oanst win KoTioHa (T. 3.3), Kato ce pa30bBPKBa HEMPEKHCHATO C TEPMO-
MeThpa Taka, 4e aa ce gocturHe temmeparypa 90 °C 3a okomo 7 min.

HarpsiBaneto ce HamaisiBa, Karo ce HAOJIOaBa 4eCTOTATa, C KOSTO Ce
MOSIBSIBAT MeXypdera OT JbHOTO Ha Omromoto. Temmeparypara He
TpsaOBa na Haxsumasa 105 °C. Pa30bpkBaHeTO NpoIBIKaBa, KaTo ce
CThpXE [BHOTO Ha OJIOJ0TO, JIOKATO MpecTaHaT Ja ce o0OpasyBar
MEXYpH.

3a 1a ce OCHI'ypH HAIlbJIHO OTCTPaHsBAHE Ha Bjarara, HarpsABaHETO Ce
moBTapst HAKonko et 10 103 °C + 2 °C ¢ oxmaxmane mo 93 °C
MexAy HarpsBaHuaATa. Cliel] ToBa ce OCTaBs Ja Ce OXJagH A0 CTaiHa
Temreparypa B ekcukaropa (1. 3.4) u ce mpereryisi. Ta3u omepamus ce
HOBTaps, JOKATO 3arybara HAa TEIJIO MEXAy JBE IOCIeJOBATCIHU
HpeTerNAHUA CIpe Na HaJBHIIaBa 2 mg.

N.B. VBenuuaBaHe Ha TErJIOTO Ha Hp06aTa CJIeA IIOBTOPHO
HarpsiBaH€ € WHAUKAlWsAg 3a OKHCISIBAHE Ha Ma3HHUHAaTa. B
TO3H Cﬂy‘laﬁ pe3yiTarhbT CC IIpeCcMmsiTa, KaTO 3a OCHOBa CC
B3€Ma IIPETETIIAHCTO, MPOBECACHO HEIIOCPEACTBEHO IIpean
TErJ0TO Ja 3allo4YHE Ja HapacTBa.

5. W3uncnsiBane Ha pe3yaTaTuTe

ChabpkaHueTo Ha Biara (X) Karo MpOLEHT OT mpobara ce mpecMsita
no cienHara Gopmyrna:

100
X = (my —my) x—
m
KBJIETO:
m = TErIoTo B rpaMoBe Ha mpodara 3a aHauus;
m; = TErIOTO B TPaMOBE Ha GIIOJOTO ChC ChABPIKAHHETO My MPEIH
HarpsiBaHe;
m; = TErJI0TO B TPaMOBe Ha OJIOLOTO ChC CHABPKAHUETO MYy Cle]
HarpsiBaHe.

Pesynratu mo-uucku ot 0,05 % Tps6Ba ma ObAAT 3amMcaHd KaTo ,,I0-
aucku ot 0,05 %°“.

Ilosmopsiemocm

Pasznukata BBB BIIQKHOCTTA MEXIY pPE3yJITaTHTE B JIBE IMapajeiHu
OTIpE/ICIISIHUSI, TIPOBE/ICHH BBPXY €IHA M China npoba, HEe TpsOBa maa
magsumasa 0,1 % karo abCOJIFOTHA CTOMHOCT.

B. OIIPEAEJIAHE HA CBJABPXXAHUETO HA A30T U U3UYUCIIAABAHE
HA CBJBPXKAHMUETO HA CYPOB ITPOTEMH

1. ea u odxBaT

Hacrosiusit MeTo]| 1aBa BB3MOXKHOCT Jia C€ OIpeNeld OOIIOTO KOJH-
YEeCTBO CYpOB MPOTEHH B XPAHUTE 3a XMBOTHH Ha 0a3ara Ha ChIbp-
JKaHHETO Ha a30T, ompeneNsHo mo merona Ha Kemman (V).

(") CbabpkaHuero Ha a30T MOKe aa Obje ONpPeeNeHO BbB BCHYKH (ypaku, HO €

BB3MOXKHO KOC(HIMEHTHT Ha npeoOpasyBane 6,25 ja He € NPUIOKHM 33 W3YHCISIBAHE
Ha CBJBPXKAHUETO HA CypOB NPOTEHH 3a (ypaKHU CYPOBHHH OT HACEKOMH (IO-HUCHK
Koe(ULUEHT Ha MpeodpasyBaHe), KAKTO U 3a ONPECNICHH XPaHU 3a JOMAIIHH JIIOOUMIN
1 3a OenThIM, U3BJICUCHN OT KPhBHA IUIa3Ma (MO-BHCOK KOC(HIMEHT Ha TpeoOpasyBaHe)
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3.2

3.3.

3.4.

3.5.

3.6.

3.7.

3.8.

3.9.

Hpunuun

IIpobara ce u3BapsiBa ChC CIpHa KUCEIMHA B MPHCHCTBHE Ha KaTallH-
3aTop. KucenmmHHMAT pa3TBOp ce ajmKamm3upa C pa3TBOp Ha HATPHEB
XUIPOKCHI. AMOHSKBT CE IECTHIMpAa M ChOMpa B OMPEICICHO KOJH-

YeCTBO CSPHA KHMCEJIMHA, M3JMIUBKBT OT KOSATO CE THTPYBA ChC CTaH-
JIAPTeH Pa3TBOP HAa HATPUEB XHUJPOKCHI.

Kato aJITepHATHBA, OTACICHUAT aMOHSK C€ JACCTUIIMpa B U3JIMUIBK OT
pa3TBOp Ha 60pHa KHUCEeJIMHA, CJIe[ KOETO C€ TUTpPyBa C pa3TBOp Ha

COJIHA WJIK CiIpHa KUCCJIIMHA.

PearenTn

Kanuer cyndar.

Karammzatop: menen (II) oxcun CuO wiu menen (II) cyndar nenra-
xuapar, CuSO,4 5H,0.

lunk Ha rpaHyau.

Csipra kucenuna p20 = 1,84 g/ml.

CsipHa KHcenuHa, ctaaapreH odbemen pasreop, c¢(H,SO4) = 0,25 mol/l.
CsipHa KHCelluHa, cTaHaapTeH odbemeH pasteop, ¢(H,SO4) = 0,10 mol/l.
CsipHa KHCelMHa, cTaHaapTeH odemeH pasteop, ¢(H,SO4) = 0,05 mol/l.

WHaMKaTop METHIOBO uepBeHO; pas3rtBapiart ce 300 mg MeTuioBo
yepsero B 100 ml eranon, o = 95-96 % (v/v).(V/v).

Pa3TBop Ha HaTpPUEB XHUAPOKCHA (MOXE Ja C€ HM3IOI3Ba TEXHUYCCKH
yuct pa3tBop) f = 40 g/100 ml (m/v: 40 %).

HatpueB xuapookcun, crangapreH obemen pastBop, c(NaOH)
0,25 mol/l.

HarpueB xuupookcuj, craHgapreH obOemeH pastBop, c(NaOH) =
0,10 mol/l.

Ilem3a nHa I'paHyJid, U3MHUTa B COJIHA KHUCCJIMHA W 3allaJicHa

Aneranmnua (touka Ha Ttomene = 114 °C, ceappxkanue Ha N
10,36 %).

3axapo3a (0e3 azor).
bopna xucenmna (H;BO;).

WupnkaTtopeHn pa3TBOp Ha METHIJIOBO 4epBeHO: pa3TtBapsaT ce 100 mg
MeTmoBo 4yepBeHo B 100 ml eraHon minm mMeraHOI.

PastBop Ha OpoMokpe30s10BO 3ereHo: pastBapst ce 100 mg Gpomokpe-
30J10B0 3eneHo B 100 ml etaHon WM MeTaHOoII.

PastBop Ha Gopna kucenuna (10 g/l—40 g/l B 3aBUCHMOCT OT M3HOJI-
3BaHaTa amaparypa).

Korato eKBMBAJICHTHHUAT IIyHKT C€ OINpeielst IO KOJOPHUMETPHUYEH
METO/l, MHIMKATOPHUTE pPa3TBOPU C METHIOBO UYEPBEHO M OpOMOK-
PE30JHO 3eleHO ce J00aBAT KbM pa3TBOpPUTE HA OOpHA KHUCEIMHA.
Axo e npurorBeH 1 nuTbp pa3TBOp Ha OOpHA KUCENHHA, NIPEAU KOPHU-
rupaHeTo Ha obema ce n00aBAT 7 ml HHAMKATOpPeH pa3TBOp Ha
metmioBo uepBeHo (1. 3.16) m 10 ml pasrBop Ha OpOMOKpPE30IHO
3eneHo (1. 3.17).

B 3aBucmmocT OT m3mon3BaHara Boma, pH Ha pastBopa Ha OGopHa
KHCEeJMHA MOXE Ja Ce pa3inyaBa B pasiudHHTe mapTuan. pH Ha
pa3TBopa Ha OopHa KucenuHa TpsiOBa ma Obae mexay 4,3 u 4,7.
YecTo ¢ HEOOXOAMMO Ja HAMpaBH KOPEKIMS C MarbK 00eM aKallHO
BEIIECTBO, 32 Jia Ce MONYYH HAASKIHA MpasHa mpoda



02009R0152 — BG — 04.04.2024 — 009.001 — 28

5.2.

5.2.1.

5.2.2.

Babenexcka: Jlobassuero Ha okono 3 ml 1o 4 ml NaOH (1. 3.11) B 1
muThp OopHa KucenuHa ¢ KoHmeHtpamms 10 g/l obOuk-
HOBEHO OCHrypsiBa J00pa KOpekiusi. PasTBoppT ce
ChXpaHsBa MPH CTaifHa Temmeparypa H ce¢ Tasd OT
CBETJIMHA W W3TOYHMIM HA aMOHSYHM MApu MO BpeMe Ha
CBXPAHECHHETO.

Conna kucenuHa, crangapreH obemen pastop, c(HCl) = 0,10 mol/l.

3abenescka: Morar na ce M3MOJI3BAT JPYTH KOHLEHTPALMU C JPYro
obemHo cworHomenue (1. 3.5, T. 3.6, 1. 3.7, 1. 3.10, T.
3.11 u 7. 3.19), ako ce HampaBH CHOTBETHA KOPEKIHS MPH
n3urcisiBaneto. KOHIEHTpaumure ce W3MHUCBAT BMHATH C
YETHPU 3HAKa Clie]| AeCeTHYHATa 3areTas.

Amnaparypa

Anapatypata cieapa ja ObJie MOAXOAALIA 32 U3BapsBaHE, JAECTUIIALMSA
U TUTpyBaHe 1O mpouexyparta Ha Kennan.

Ipouenypa
HUzsapssane

OtmepBa ce 1 g or mpobara ¢ tounoct g0 0,001 g u mpobara ce
npexBbpisi B Konbara Ha amapaTta 3a u3Bapsiane. IIpuOassar ce 15 g
kayeB cyndar (1. 3.1), MOAXOAAMIIO KOJMYECTBO KaraiuuzaTtop (T. 3.2)
(ot 0,3 1o 0,4 menen (II) okeun wm ot 0,9 o 1,2 g menen (II) cyndar
neHTaxuapar), 25 ml csapHa xucenuHa (T. 3.4) U ako € HEOOXOAMMO,
HSIKOJIKO rpaHysu nemsa (T. 3.12) m ce pa3dobpksa.

Komnbara ce HarpsiBa I'bpBOHa4yaJIHO GaBHO, KaTo OT BpEME Ha BpEME CC
3aBbpTa, AOKATO CHABPIKAHUCTO CC OBBIJIM U IIHATa HU3YE3HE; CIICH
TOBa C€ HarpsiBa INO-UHTEH3UBHO, JOKATO TEYHOCTTA 3all0OYHE HEIIpEe-
KbCHATO Oa KHUIIH. Harp;{BaHeTo € IOAXOJsII0, aKO BpsllaTa KUCEJIMHA
C€ KOHJCH3HWpa I10 CTCHUTEC Ha KoJibara. CJ'ICZ[I/I C€ CTCHHUTC JIa HE
TNperpeaT U KbM TAX Jla HE IPUJICTIBAT OPraHUYHUA YaCTULU.

Korato pa3tBopbT ce m30HCTpH M cTaHe Oiemo3esieH, NMPOABIKaBa J1a
ce BapH OlIe J(Ba Yaca, cjel KOETO Ce OCTaBs Ja Ce OXJIaIu.

Jecmunayus

BuumarenHo ce 100aBsi JOCTaThYHO BOJA, 32 Ja C€ OCHTYPH ITBIHO
pastBapsiHe Ha cyidarure. OcTaBs ce Ja ce OXJaau U CJIEA TOBa ce
pUOaBAT HIKOJIKO rpaHyin MUHK (T. 3.3), ako e Heobxoaumo. [leiicTa
ce cropen T. 5.2.1 wimm 1. 5.2.2.

I[CCTI/IJ'IaLIPIH B CApHAa KHCCJIHNHA

B coOuparennata koyiba Ha amapara 3a JAECTHIIALHS Ce MOCTaBsi TOYHO
U3MEpEHO Koim4ecTBO OT 25 ml csipHa kucenuHa (1. 3.5) wmn (1. 3.7) B
3aBHCHMOCT OT MPE/NOJIaraéMoTo ChIbpiKaHue Ha a30T. JlobaBsaT ce
HSIKOJIKO KAaIlkKl WHJIMKAaTOp METWIOBO yepBeHO (T. 3.8).

Konbara, B KOATO € NPOBEJCHO M3BAPSBAHETO, CE CBBP3BAa KbM
XJTaJHUKAa Ha [CCTIJIALUMOHHMS amapaT M H3XOABT Ha XJIAJHHKA Ce
noTans B TEYHOCTTa B chOMparenHara koiaba Ha JbibounHa mone |
cm (Bxk. 3a0enexxka B T. 8.3). baBHo ce mscumnsar 100 ml pastBop Ha
HatpueB xuapokcua (T. 3.9) B konbata 3a u3BapsiBaHe, Oe3 3aryda Ha
amMoHsK (BX. 3abenexka B T. 8.1). Kombara ce HarpsiBa, J10KaTo
AMOHSIKBT CE ACCTHIIHpA.

I[CCTI/IJ'IaIII/IH B 60pHa KHCCIHWHAa

Koraro TuTpyBaHero Ha ChIBp)KaHHETO HA aMOHSK B JIECTHJATa Ce
OCBIIECTBSIBA PBUYHO, CE€ TpHIAra OMKcaHaTa TII0-I0Ny TPOLEaAypa.
Koraro pecTHmanMOHHHAT MOAYNT € HAMBIHO AaBTOMATHU3UPAH |
BKJIIOYBA TUTPYBAaHETO Ha CHABPKAHWETO Ha aMOHSK B JeCTHIIaTa, ce
cleaBaT WHCTPYKIMUTE HAa MPOM3BOOUTENS 3a paboTara Ha JecTHIIa-
LIUOHHUS MOJYIL.
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5.3.

5.4.

IocraBs ce chbuparenna koinba, B Kosato uMa 25 ml—30 ml pasrBop
Ha OopHa kucenmmHa (T. 3.18), Moy W3Xoma Ha XJIQJAHWKA IO TAaKbB
Ha4MH, Ye M3X0JAHaTa TphOa [a € MOj PaBHHUILIETO HA M3JIMIIHOTO KOJH-
4EeCTBO pasTBOp Ha OopHa KucenwHa. HacrtpoiiBa ce JeCTHIAlMOHHHUST
Moayn ma momaBa 50 ml pastBop Ha HaTpueB xuapookcua (T. 3.9).
JleCTUNALMOHHKAT MOJYJI Ce IycKa B JCHCTBHE B CHOTBETCTBHE C
UHCTPYKIMUTE HA TIPOM3BOJMTENS U C€ JECTHINpA aMOHSKBET,
OT/IeNieH TpH A00aBSHETO Ha pa3TBOpa Ha HATPHEB XHIPOOKCHI.
JlectunateT ce chOupa B mpuemaiiusi pa3TBOP Ha OOpHA KHCEJIHHA.
KonnuectBoTo Ha aectuiara (BpeMeTO Ha [ECTWNIALUS HA MapuTe)
3aBUCH OT KOJMYECTBOTO a30T B mpobaTa. CieaBaT ce MHCTPYKLIUHTE
Ha TIPOU3BOAUTEIIS.

3abenesxcka: B monyaBTOMaTHYHHTE JECTHIIALIMOHHM MOy Jj00a-
BSIHETO HA W3JIMIIBKA OT HATPUEB XUAPOOKCHUJ W JIECTH-
JanusaTa Ha MapuTe Ce W3BBPIIBAT aBTOMATHYHO.

Tumpysane

[eiictBa ce copex T. 5.3.1 mmm 1. 5.3.2.

CspHa KuceilunHa

V3UIIHOTO KOJIMYECTBO CsIpHA KHMCEIMHAa B chOMpareiaHara Kojba ce
TUTPYBa C pa3tBOp oT HarpueB xuapokcua (1. 3.10 wmm 1. 3.11) B
3aBUCUMOCT OT KOHLGHTpALMsTa Ha H3IMOJI3BaHaTa CSApHA KHUCEJIHHA,
JIOKaTo ce JOCTUTHE CKBUBAJICHTHHUS ITYHKT.

bopna kucenuna.

CpabppiKaHHETO Ha ChOMpaTelqHaTa Komda ce THTPYBa ChC CTaHAApPTCH
obemeH pa3TBOp Ha conHa kucenmHa (T. 3.19) miam cbe craHmapTeH
obeMeH pa3TBOp Ha cspHa KuceamHa (T. 3.6), Karo ce W3IMOJ3Ba
Oropera M ce OTYMTA KOJIMYECTBOTO HA H3MOI3BAaHUA TUTPALHOHEH
areHT.

Koraro ce n3nonsBa KOJIOPUMETPUYEH METOJ 3a ONpeJelsHa Ha eKBH-
BAJICHTHUSA ITYHKT, KpaﬁHaTa TO4YKa € JA0CTurHara, Korato B CbIAbp-
)KaHMEeTO ce MOsIBU IbpBaTa po3oBa ciena. Ilokasanmsita or Groperara
ce otunrar ¢ ToyHocT A0 0,05 ml. Moxe na ce moJamoMorHe BH3yasu-
3alusATa HAa eKBMBAJICGHTHHS IIYHKT 4pe3 M3MOJI3BAHETO HA OCBETEHA
MarHuTHa ObpKajka WIH (OTOMETPHUUYEH JETEKTOp.

To3u Iponec MOXKE Ha €€ IIPpOBEAC aBTOMATUYHO, KaTO CE€ U3II0JI3Ba
JACCTUIIATOP HAa MapUTE C aBTOMATUYHO TUTPYBAHEC.

Ilpu pabota ¢ KOHKPETCH ACCTUIATOP WM IECTHIATOP/THTPATOp ce
ClIeABAT yKa3aHMsITa Ha MPOU3BOJUTEIS.

3abenexcka: Korato ce u3moia3Ba aBTOMATH3MpaHa CHCTEMa  3a
THTPYBaHE, THTPYBAaHETO  3all04Ba  BeJHAara  Clex
HA4yajo0TO Ha JECTUJALUsTa W Ce M3I0JI3Ba Pa3TBOpP Ha
6opna kucenusa (1. 3.18) ¢ xoHueHTpauus 1 %.

Korato ce msnomsBa M3LsAI0 aBTOMAaTH3MpaHa JECTUIIAIMA, aBTOMa-
TUYHOTO TUTPYBaHE Ha aMOHSKAa MOXKE Jla CE OCBILECTBH ChHIIO TaKa
4ype3 omnpejieNiTHe Ha eKBUBAJIICHTHHS ITyHKT KaTO CE M3I0JI3Ba CHCTEMa
3a MOTEHLMOMETPUYHO ompezaensHe Ha pH.

B To3m ciyuail ce m3nonsBa aBTomMaTHdyeH TtuTpatop ¢ pH-mersp. pH-
METBPBT ce Kanubpupa npasuiHo B obxBara ot pH 4 no pH 7, xaro ce
crenBar obuyaitHuTe J1abOpaTOpHH MpoueaypH 3a kanuOpupane Ha pH.

ExBUBaJCHTHUAT NMyHKT Ha TUTpyBaHeTo Ha pH e jmocTurHaT, Korarto
pH nmocturme croitHocT 4,6, KaTO TOBa € HAW-BHCOKaTa TOYKAa Ha
KpHBaTa Ha TUTpyBaHe (MH(]IEKCHA TOYKA).

Tecm ¢ npasna npobda

3a ja ce MOTBBPAM, Y€ PEAreHTUTE HE ChABbPXKAT a30T, CE& M3BBPIIBA
KOHTPOJIEH TeCT ¢ Tmpa3Ha npoda (uW3BapsiBaHe, JSCTHJIALMSI U
tutpyBane) ¢ 1 g 3axaposza (1. 3.14) BMecTo ¢ mpobara.
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6.1.

6.2.
6.2.1.

6.2.2.

M3unciasBane Ha pesyjJraTure

W3uncnsBaHeTo ce M3BBPIIBA B CHOTBETCTBUE C T. 6.1 min 1. 6.2.
H3uucnasane na mumpysanemo 6 cvomeemcmeue ¢ m. 5.3.1.

C’LI[’Lp)KaHI/IeTO Ha CypOB MNPOTEHUH KaTO MNPOUCHT OT TEIrJI0TO Ha
HpoGaTa C€ IIpecmsiTa I10 cjlieaHaTa (bopMyna:

(Vo= 1) e x 0,014 x 100  6.25
m

KBJIETO:

Vo

e o6embT (B ml) Ha NaOH (1. 3.10 wim 1. 3.11), u3non3Ban B
TecTa ¢ IpasHara npooa.

V; = e obemsbT (B ml) Ha NaOH (. 3.10 wnum 1. 3.11), usnon3san npu
TUTPYBAHETO Ha mpooOaTa.

¢ = e koHueHTpauusra (B mol/l) na Hatpues xunpokcun (1. 3.10 wm
1. 3.11).

m = e Teryoro (B g) Ha mpodara.

M3uucnnsane na mumpysanemo 6 cvomeemcmeue ¢ m. 5.3.2.

TurtpyBaHe cbhC CONHA KUCEJNINHA

ChIbpXKaHHETO Ha CYpOB IPOTEHH KAaTO TPOLEHT OT TErJloTO Ha
npobara ce mpecMmsTa 1o cienHara Gopmyna:

(V1 - Vo) xcx1,4x%x625
m

KBJIETO:

m e TeryioTo (B g) Ha yacTTa OT Ipodara 3a aHaJM3,

¢ = e KoHUeHTpauusaTa (B mol/l) Ha craHmapTHUs 0OEMEH pa3TBOP
Ha csipHa kucenmHa (T. 3.19);

Vo = e 0bembT (B ml) Ha conHaTa KHCEIUHA, N3M0JI3BaHA NPU aHAIN3a
Ha mpasHaTta npooda;

V,; = e obembT (B ml) Ha conHaTa KHCEIUHA, U3MOJI3BaHA NIPU aHAIN3a
Ha YacTTa OT mpodara 3a aHAIM3.

TurpyBaHe cbhC CAPHA KHCEIHHA

CpabpKaHHETO HAa CypOB NPOTEMH KAaTo IIPOIEHT OT TErjIoTo Ha
npobata ce mpecMsTa o cienHata QGopmysa:

(V1= Vo) X cx28%625
m

KbACTO:

m e tersoto (B g) Ha yacTTa OT Hpobara 3a aHaju3,

¢ = e KoHmeHTpauusita (B mol/l) Ha cTaHmapTHHsS OOEMEH pa3TBOp
Ha cspHa kucenuHa (T. 3.6)

Vo = e obemsT (B ml) Ha cspHara kucenuHa (T. 3.6), U3MOJI3BaHA NIPH
aHaJIM3a Ha KOHTPOJHATa Mpoda
V; = e obemsT (B ml) Ha cspHara kucenuHa (T. 3.6), U3MOI3BaHA MPH

aHajln3a Ha 4acTtra OT npo6aTa 3a aHalInu3
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7.2.

7.3.

8.2.

8.3.

8.4.

IIpoBepka Ha MeTOxa

Ilosmopsaemocm

Pasnnkata MeXTy pe3ynTaTUTe OT [BE MApaieiIHH ONpPEICITHUS,
M3BBPILICHN C €[Ha M Chlla Npoba, He TpsOBa 1a MpeBUIIaBa:

— 0,4 % xaro aOcoiioTHa CTOMHOCT MHPH ChAbPKAHUE HA CYpPOB
npotend nox 20 %;

— 2,0 % or mno-BHCOKAaTa CTOMHOCT, 3a CBIBPXKaHHE Ha CypOB
nporeut oT 20 % 1o 40 %;

— 0,8 % xaro abcoiroTHa CTOMHOCT HPH ChIABPKAHUE HA CYpOB
nporenH Hax 40 %.

Buvsnpoussooumocm

Pasnukata MEXAy pe3ylaTaTHTe OT [BE OMNPEACISHHUS, WU3BBPLICHH C
eAHa W chima mpoba B pa3nuuHM Jaboparopuu, He TpsOBa a
Ha/IBHIIABA:

— 1,8 % kaTo aOcCoNOTHa CTOWHOCT TPH CHIbPIKAHHE Ha CYpOB
nporenH nox 20 %;

— 9,0 % or mno-BHCOKaTra CTOHHOCT, 3a CbAbP)KAaHHE HAa CYpOB
nporeu oT 20 % 1o 40 %;

— 3,6 % xato aOcomOTHa CTOWHOCT TIPH CHIBpIKAHHE Ha CYpOB
nporenH Hag 40 %.

Tournocm

AHanu3bpT (M3BapsiBaHE, JICCTWIIALMS W TUTPYBaHE) CE W3BBPIIBA C
NoAXOoAsmo KonuyecTBo aueraHwing (1. 3.13) (wamp. ot 0,2 mo 0,3
g) B mpuchkerBueTo Ha 1 g 3axaposa (1. 3.14); 1 g aneranuHun
koHcymupa 14,80 ml cspna kucenuna (1. 3.5). AHATUTHYHUAT JOOUB
TpsiOBa na Obae mone 99 %.

3abesieskKu

Anaparypara TpsOBa Ja ObJe OT PbYCH, MOJYaBTOMATHYEH HIIH aBTO-
MaTH4yeH THI. AKO amapaTypara W3UCKBa MPEXBBPIISHE MEX/IY €TalHuTe
Ha W3BapsBaHE W JECTUIIALMS, MPEXBBPISHETO TPIOBa [a Ce M3BBPIIH
0e3 3aryba. Ako KombaTa Ha JECTUIAIMOHHMS amapar He ¢ cHaljeHa ¢
JenuTenHa QyHusi, HAaTPUEBHUST XHIPOKCHI ce J00aBsi BeIHAra Mpean
CBBP3BAHETO HA KOJOATa C XJAJHUKA, KATO TEYHOCTTa CE H3CHIIBA
0aBHO IO CTEHATA.

AKO M3BapsIBAHOTO BEIIECTBO CE BTBBPIM, ONPEACIISTHETO CE MOBTAps C
[0-TOJIEMH OT yKa3aHUTE B T. 5.1. KosmuecTBa csipHa kKucenauHa (T. 3.4).

3a NpOAYKTH C HUCKO ChABPKAHME Ha a30T O0EMBT Ha CcspHaTa
kucennHa (1. 3.7), Koiito TpsibBa Ja ce mocraBM B ChOHMpareiHara
Koyiba, MOXKE Jia ce HaMayd, ako ¢ HeoOoxomumo, a0 10 wim 15 ml u
na ce gombJHM J10 25 ml ¢ Boja.

3a pyTHHHM aHAIN3W MOTAT Ja Ce M3IMOJI3BAT AlTEPHATHBHE METOAU 3a
olpeNieisIHe Ha ChABbPIKAHHETO Ha CYpOB IPOTEHH, HO pedepeHTeH e
ONMCAaHWAT B HacTosmara dact B wmeron Ha Kemman. ExBuBaieH-
THOCTTA MEXKAY pE3yJATaTHTEe, MONYyYCHH C AITCPHATHBHUS METOJ
(manp. DUMAS), u pesynaraturte, moiay4eHH ¢ pedepeHTHHs METOJ,
TpsiOBa na ObJIe MOKa3BaHA MOOTIEIHO 3a BCSIKa MaTpuia. Thi Kato
pe3yiTaTtuTe, MOJyYeHH C AITCPHATHBHHUS METOJ, [OPU U CIiel
[POBEPKAa HAa CKBHBAJICHTHOCTTA, MOTAaT JIEKO Ja Ce pa3iudyaBaT OT
pe3ynTaTtute, MojydeHd ¢ pedepeHTHHS METOM, HEOOXOIMMO € Ja ce
[OCOYM B MPOTOKOJA OT aHaIM3a KOW METOJ 3a ONpeelisiHe Ha CypoB
MIPOTEHH € HM3I0JI3BaH.
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3.2.

3.3.

3.4.

3.5.

4.2.

4.3.

5.2

I'. OIPEAEJISIHE HA KAPBAMUJ]
ea u odxBaT

HacTrostmusT Metoa aBa Bb3MOXKHOCT Jia ce onpeaeiivi CbAbPIKAaHUETO
Ha KaPGaMI/IH BbHB (bypa)l(I/ITe 3a MNPCIKUBHU KUBOTHHU.

Hpuanun

IIpobGara ce cycnmenampa BBB Boja ¢ m30ucTpsimy areHT. CycrmeH3usTa
ce puntpupa. ChabpkaHneTo Ha KapOamMua BbB (QUITpaTa ce Onpeness
cien nmobaBsHe Ha 4-muMmernmnamuHoOeH3amaexua  (4-DMAB)  upes
M3MEpBaHe Ha ONTHUYHATA IUTBTHOCT TPH JIBbDKMHA Ha BbhiIHATa 420 nm.

PearenTn

PasrBop Ha 4-numernnaMuHoOeH3aIexu: pa3tBaps ce 1,6 g 4-DMAB
B 100 ml 96 % eranon u ce nobasar 10 ml comna kucenuua
(P20 1,19 g/ml). To3u peakTuB ce CbXpaHsBa HaH-MHOIO JIBE CEIMHLH.

PasrBop Ha Kapes I: 21,9 g uunkoB auerat Zn(CH;COO), 2H,O u 3 g
0e3BojiHA OLICTHA KHCEIMHA ce pa3TBapsAT BBbB Boja. JlombiBa ce 10
100 ml ¢ Bona.

Pazreop na Kape3s II: pasrBapst ce BvB Boma 10,6 g kammeB ¢epo-
mmnanng K Fe(CN)g 3H,0. Jlonsnsa ce no 100 ml ¢ Bona.

AKTHBEH BBIJICH, KOWTO He abcopOupa kapbamuj (a ce mpoBepH).

PasrBop Ha kapOamuj ¢ konuentparus 0,1 % (w/v).

Amnapartypa

Cmecuren (6apabanen): npubnusurentHo 35—40 rpm.

Enpyserku: 160 x 16 mm, cHaOueHn ¢ HmumQoBaHU CTBKICHH 3aIly-
IIAJIKH.

CrexTpohoTOMETHP .

IIpouenypa
Ananuz Ha npobama

Iperernsat ce ¢ Tounoct 10 1 mg 2 g or mpobara W 3aeaHO ¢ 1 g
aKTHBEH BbBIVICH (T. 3.4) ce NOCTaBAT B MEpHUTENHAa Kojiba C BMec-
tumoct 500 ml. Jlo6aBsat ce 400 ml Boga m 5 ml pasrBop Ha Kapes
I (1. 3.2), pa30bpKBar ce B NPOAbIDKEHHE Ha OKOJIO 30 CeKyHIU M Clen
koero ce nodaear 5 ml pastBop Ha Kapes II (1. 3.3). PasmecBar ce B
HPOJBIDKCHUE HA TPHACCET MUHYTH B OapabaHHMS cMmecuTel. J[ombiiBa
ce JI0 Mapkara ¢ BOJa, paskiaia ce u ce Quiarpupa.

B3umat ce 5 ml ot npo3paunurte Ge3uBeTHH (QUITPATH, IOCTABAT C€ B
eNpyBeTKM C HUIM(OBAHM CTBKJIEHM 3amlylIanku, aobaBs ce 5 ml
paszrBop Ha 4-DMAB (r. 3.1) u ce pa3mecsa. [loctaBsT ce enpyBeTkuTe
BbB BoaHa Oans npu 20 °C (+/— 4 °C). Cnex neTHajeceT MUHYTH ChC
criekTpodoromersp nmpu 420 nm ce M3MepBa ONTUYHATA IUIBTHOCT HA
npoOHus pa3TBop. CpaBHSABA Ce C KOHTPOIHUS Pa3TBOP HA peareHTHTe.

Kanubpayuonna xpuea

Bsumar ce obemu ot 1, 2, 4, 5 u 10 ml or kapbamuaaust pasrBop (T.
3.5), moctaBiT ce B MepuTeaHH Konbu ¢ Bmectumoct 100 ml u ce
JIOIBJIBAT IO MapkaTta ¢ Boja. B3umar ce mo 5 ml ot Bceku pastBop,
nobassat ce 5 ml pasrBop Ha 4-DMAB (1. 3.1) KbM BCEKH OT TsIX,
XOMOTCHH3UpaT C€ M Ce HM3MepBa ONTHYHATA IUIBTHOCT, KaKTO €
yKa3aHO [O-TOpe, KaTo Ce CpaBHSABAT C KOHTPOJEH pas3TBOP,
ceappkam; 5 ml 4-DMAB u 5 ml Boma, KOSTO HE CBIBpKa
kapbamu. [locTposiBa ce KanuOpammMoOHHATa KPHBA.
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7.2.

M3unciasBane Ha pesyjJraTure

Omnpenenst ce KOJIMYECTBOTO Kapbamua B mpobaTta, Karo ce H3MoNi3Ba
KanuOpalMoHHATa KPHBA.

PesyntaThT ce u3pa3sBa B MWJIMIpaMH KapOaMuJ Ha KWJIOrpam npooa.

Ouenka Ha MeToJa

Ilosmopsemocm

Paznukata Mexmy pe3ynTatuTe OT JBE ONpEACISIHHS, H3BBPIICHU C
elHA W ChINa MPodOa, B eHA W ChIa JTaboOpaTopusi U OT €AWH U ChIIl
oreparop, He TpsiOBa Ja HaBHUINABA:

— IIpu 420 nm

— 50 % ot mo-BHCOKaTa CTOMHOCT, 3a ChIbpIKaHHWE Ha KapOaMus
ot 3 000 mg/kg no mo-manko ot 5000 mg/kg.

— 25 % OT mo-BHCOKaTa CTOMHOCT, 3a ChIbP)KAHUE Ha KapOammu
ot 5000 mg/kg no nmo-manko or 7 000 mg/kg;

— 20 % oT mo-BHCOKaTa CTOMHOCT, 3a ChAbpJKaHHE HA KapOaMun
Haj 7 000 mg/kg wnu noseue;

— Ilpu 435 nm

— 40 % oT mo-BHCOKaTa CTOMHOCT, 32 ChIbpIKAHHC Ha KapOaMumi
or 3 000 mg/kg no nmo-manko or 5000 mg/kg.

— 25 % oT mo-BHCOKaTa CTONHOCT, 33 ChIbp)KaHUE HA KapOaMuj
ot 5000 mg/kg no mo-manko or 9 000 mg/kg.

— 5 % oT mo-BHCOKaTa CTOWHOCT, 3a ChIbp)KaHHE Ha KapOaMuj
Hax 9 000 mg/kg mnm moseue;

Bwsnpouszsooumocm

Pasnukata MEXAy pe3yaTaTHTe OT [BE OMNPEACISHMUS, H3BBPLICHH C
elHa M Chblla npoda B pazIM4YHU J1a0OPATOPUM W/WIK OT Pa3IMYHU
oriepaTopy, He TpsOBa Jla Ha/IBHIIABA:

— Ilpu 420 nm

— 3000 mg/kg, xato abcoMOTHA CTOHHOCT IPU ChAbPKAHHE Ha
kapbamua ot 3 000 mg/kg no no-manko or 12 000 mg/kg;

— 4500 mg/kg, xato abCcoMIOTHA CTOHHOCT IPU ChAbPKAHHE Ha
kapOamua ot 12 000 mg/kg mmu moseue.

— Ilpu 435 nm

— 50 % ot mo-BHCOKaTa CTOMHOCT, 33 ChIbpIKaHWE HA KapOaMuj
ot 3 000 mg/kg no mo-manko or 8 000 mg/kg.

— 25 % oT mo-BHCOKaTa CTOMHOCT, 3a ChbP)KAHUE Ha KapOammu[
or 8 000 mg/kg unu moseue;

PesynTaTu OT CBbBMECTHO H3CJIeIBaHE

beie opraHu3upaHo Mex[yJ1abOpaTOPHO CBIIOCTABSIHE B PAaMKUTE Ha
EC, B xoero B3exa ydactue 18 madoparopuu. Iler nonoxurentu npoou
OT KOMOMHMpaHU (ypak¥ 3a NPESKHUBHM KUBOTHH (B Tabmuuu 1 u 2,
Hapuyann MAT) Osxa aHamm3upann (B pamMkuTe Ha | aHamms)
HOCPEJCTBOM HEH3BECTHM 3a OIepaTopa IapalieHH HpoOH, a eauH
KoMOuHUpaH ¢ypaxx 0e3 100aBKH, 3a TPESKUBHU IKMBOTHH, Oele
HOJUIO’KEH Ha eJHOKPAaTeH aHalM3.

W3uucnennara 3a TpaHWOUTE HA TOBTOPSIEMOCT (I) U BB3MPOM3BO-
mumoct (R), kakTo ca ompeseneHH B MEKAyHApOJHHUTE HACOKH, Osxa
U3BBPIICHN CJEJ NpeMaxBaHe Ha OTKJIOHSBAIIUTE CE CTOHHOCTH C
MOMOIITa HAa aHAIW3 HAa BapUALMUTE HAa BAJUJHHUTE CTOHHOCTH.
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PesyntatuTe OT M3YMCICHMATA HA TOKA3aTENIUTE 32 OILEHKA Ha METOJa
(TIOBTOpSIEeMOCT, BB3MPOM3BOAMMOCT) ca IIPEJICTAaBEHM B ClIAHATA
BKJIIOYUTEIIHO BBHB
¢dypaxa 6e3 moOaBku, He OsXa OTKPUTH (DATIIUBU TOIOKHUTEIHU WA

Tabimuia: B Hukos oT wum3cnenBaHmTe 1poodH,

(aIMBY OTPHULIATEIHU PE3YJITATH.

Tabauya 1

XapaKTepUCTHKH 32 OLleHKa HAa edeKTHBHOCTTa HAa MeToAa 3a KapO0amui, u3Mepenu npu A = 420 nm
BbB BCHYKH MaTepHAJIH

MAT 2 MAT 5 MAT 3 MAT 4 MAT 6
OBue I'oBena OBue OBue I'oBena
IleneBa macoBa uact (mg kg™) 3000 5000 7001 9036 11 000
Cpenna macoBa vact. (mg kg'l) 4241 6993 7 830 9962 12 071
CraHiapTHO OTKJIOHEHHE Ha Bb3IPOM3BOIM- 1141 1303 985 994 1711
moctta sp (mg kg™)
CraHmapTHO OTKJIOHEHHE Ha TOBTOPSIEMOCTTA 723 601 549 712 737
s (mg kg'')
OTHOCUTEIHO CTaHAApPTHO OTKJIOHEHHE Ha 27 19 13 10 14
BB31pou3BoguMocTTa RSDy (%)
OTHOCUTETHO CTaHAapTHO OTKJIOHEHHE Ha 17 9 7 7 6
nosropsemoctra RSD, (%)
I'pannia Ha BB3OPOM3BOIMMOCT, R 3195 3 649 2759 2784 4790
[R = 2,8 x sg]
I'pannna Ha moBTOpsieMoOCT, 7 2 024 1 684 1536 1994 2 064

[r =28 xs,]

Tabauya 2

XapaKkTepuCTHKH 32 OlleHKAa Ha e(eKTMBHOCTTAa HA MeToJa 3a KapOamuja, u3MepeHH npu A = 435 nm
BbB BCHYKH MaTepUHAIH

MAT 2 MAT 5 MAT 3 MAT 4 MAT 6
OBsl1e T'oBena OsIie OBsl1e T'oBena
Ienesa macosa uact (mg kg™) 3000 5000 7001 9036 11 000
Cpenna macosa wact. (mg kg™ 4101 6 467 7 890 10 062 11 642
CTaHJapTHO OTKJIOHEHHWE Ha BB3MPOU3BOIH- 706 1194 675 745 1378
moctta sp (mg kg™)
CraHapTHO OTKJIOHEHHE Ha MOBTOPSIEMOCTTA 570 628 613 196 167
s (mg kg'')
OTHOCUTEIHO CTAaHAApPTHO OTKJIOHEHHE Ha 17 18 9 7 12
BB3npousBoaumoctta RSDy (%)
OTHOCUTEIHO ~ CTAaHJApTHO OTKJIOHCHHWE Ha 14 10 8 2 1
noBropsiemoctra RSD, (%)
I'pannua Ha BB3OPOM3BOIMMOCT, R 1977 3344 1 889 2 087 3859
[R =28 x sg]
I'pannma Ha MOBTOpSIEMOCT, 7 1596 1759 1715 549 467

[r =238 x s,]
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9.2.

9.3.

2.2.

Q)

(2

=

3abesieskKu

B cayuaii Ha cpabpxanue kapOamun Hax 3 %, mpodara ce HamaisiBa
1o | g wWin UBPBOHAYAIHHUAT Pa3TBOP CE pa3pekaa Taka, ue 1a He
chabpka nmosede ot 50 mg kapbamua B 500 ml.

B cirywaii Ha HUCKO ChABpKaHHE Ha KapOamui, rmpobara ce yBeandyaBa
JIOTOTaBa, JO0KAaToO Ce IOJIy4H Ipo3padeH M Oe3lBETeH (HITpaT.

Topuure pesyntatd OT CHBMECTHHTE H3IMUTBAHMS HE IOKa3BaT
3HAUUTENHA Pa3jIdKa B TOYHOCTTA MEXIY H3MEpBaHHUATA HAa KapOamu
mpu 420 nm u npu 435 nm.

J. OIIPEAEJISIHE CBABPXKAHUETO HA AMMHOKUCEJIMHM (BE3
TPUIITODAH)

Meroaunte 3a aHanu3, KOUTO CleJBa 1A CE M3MOJI3BAT 3a ONpEICIsIHe Ha
aMHuHOKHCeTnHU (6e3 Tpuntodan), ca:

— EN ISO 13903 ®ypaxu — OmnpenensHe Ha CbIbPKAHUETO Ha
AMHHOKHCEJIHHH,

— EN ISO 17180 ®ypaxu — OnpejensHe Ha JIM3HH, METHOHUH U
TPEOHHH B TBPrOBCKM AMUHUKUCEIMHHH NPOLYKTH M Ipel-
BapurenHu cMmecu (npemukcu) (1),

— METOABT 3a aHanu3, onucad B T. | u 10 mo-namomy.

Len u odxBaT

Hacrosimust MeTo[ CityKH 3a ONpEAENsSHE C MOMOIITA HA aHAINU3ATOP
32 aMHHOKHCEIIMHH Ha ChABPKAHMETO HA CBOOOJHM (CHHTETHYHH H
€CTECTBEHH ) aMHHOKHCEIMHN M Ha OOIIOTO ChABPKAHHE HA aMHUHOKH-
cenuHM (Y4acTBaIlM B MENTHIHA BPB3KAa U CBOOOJHU) BBB (ypaskHHTE
CYpOBHHH, B KOMOWHHpaHHTe (ypakh W B MNPEMHUKCHUTE, KOUTO
ceabpkar moxg 10 % (?)) or BesAKa aMHHOKHCENMHA. METOABT €
NPUIOKHM 32 CJICJAHUTE aMHUHOKHCEIMHU: IHCT(C)MH, METHOHHH,
JIM3KMH, TPEOHWH, alaHWH, apTUHWH, acllaparnHOBa KHCEIWHA, TIyTa-
MHHOBa KHUCEJIWHA, TJIUIMH, XUCTUAWH, W30JICBIHMH, JICBUUH, (eHHIa-
JIAHWH, TPOJIMH, CEPUH, TUPO3UH M BaJHH.

MeTtoabT He MO3BOJIABA Jla CE HANpaBU pasTPaHUYCHHE MEXKIY COJIUTE
Ha AaMHMHOKHCEIMHMTE M HE MOxe Ja pasnuuu D- n L-dpopmu Ha
aMMHOKHCenuHUTe. TOH He BaXkKM 3a OINpEAENIsHE Ha ChIbPKAHUETO
Ha TpUNTO(haH WM HA XUIPOKCH AHAJIO3M HAa AMUHOKHCEIMHUTE.

Hpuanun
C60000HU AMUHOKUCETUHU

CBoOOZHUTE aMMHOKMCEIMHHM C€ M3BIMYaT C paspeleHa CojHa
KUceNnHa. M3BnedeHure napaienHo ¢ TSAX a30TUCTH MaKpOMOJEKYIU
ce yTasBaT CbC CAPO-CAIMIMIOBA KHMCEIMHA M  OTCTpaHsABAT
nocpencTBoM ¢uiarpupane. OUITPUPAHUAT PAa3TBOP CE€ KOPUTHPA 10
pH 2,20. AMUHOKHCENIUHUTE C€ OTHACINAT MOCPEICTBOM HOHOOOMEHHA
Xpomartorpadusi M CbIBPKAHUETO MM C€ OIpEIeNs I[OCPEICTBOM
HMHXHMJPHHOBA peakuus ¢ GoroMeTpuyHo oTuMTaHe npu 570 nm.

O6wo cvovporcanue Ha amMuHOKUCETUHU

Ipouenypara, kosito e Obae n3bpaHa, 3aBUCH OT BHJa HA aMHUHOKH-
CEeJIMHUTE, KOUTO ce m3ciensat. Llucr(e)uHbT 1 METHOHUHBT TPsOBa J1a
6'])}1aT OKHCJICHM CBOTBETHO MO0 HUCTCHMHOBA KHCCJIMHA W MCTHOHHUH
cyiadon mpeau xuaposiuzata. THPO3MHBT TpsOBa 1a ce ompenens B
HPOAYKTH OT XWApOJIM3aTa B HEOKHCIEHH NpoOu. Bemuku ocranamu
amuHOKucennHu, n3dopoenn B T. 1 (Llen u oOxBar), morar aa Obaar
OIpe/IeICHN KaKTO B OKHCIICHHUTE, TaKa U B HEOKUCICHUTE HPOOH.

Meronbr 3a anamm3, mpexsugeH B EN 17180, e mpuer 3a anTepHaTHBEH METOI 3a

LeJIMTe Ha O(UIHMAIHUS KOHTPOJ 3a ONpEJeNsiHe Ha AMHUHOKHMCEIMHHM BbB (ypaxH,
cpappkamy Hag 10 % aMHHOKHCEIHHH.

MertoasT HE € BaNMIMPAaH IOCPEACTBOM CHBMECTHO M3IHMTBAHE 3a HPEMHKCH,
ceabpkamu Hax 10 % dypaxnu pobakn. HesaBucumo oT TOBa, TOIf € NPUIOKHM U
32 TE3M MaTpPULM, C TIOAXOJAIINTE MMHHMAIHM W3MEHEHHMs, IIPM YCIOBHE ue
BIIOC/ICAICTBHE ObJie BaaMIUpaH B ChOTBeTHAaTa Jjabopatopus. 3a JONBIHUTENHA
undopmarmst BK. https://ec.europa.eu/jre/en/eurl/feed-additives/authorisation.
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3.1

3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

3.8.

3.9.

3.16.2.

3.16.3.

Oxucnennero ce m3pbpmBa npu 0 °C ¢bc cMec OT MEpOKCHMpaBueHa
KucenuHa U (eHona. M3IuIIbKBT OT OKHUCIMTEIHHS pEeareHT ce
pasrpaxaa ¢ HatpueB aucyiadur. I[Ipobara, He3aBUCHMO Jand €
OKHCIICHA WJIM HEOKHCIICHA, C€ IoJUlara Ha XHJAPOJH3a CbhC COJIHA
kucenuHa (1. 3.20) B mpoabbkenue Ha 23 gaca. [IpomykThT Ha Xuapo-
mm3arta ce kopurupa nmo pH 2,20. AMUHOKHCEIMHHTE c€ OTHENAT
MOCPEICTBOM  HlOHOOOMEHHa  XpoMarorpadus W CE  ONPEAeIsT
MOCPEICTBOM HUHXUAPUHOBA peaKknus ¢ (OTOMETPHYHO OTYHTAHE
mpu 570 nm (440 nm 3a mposnuHa).

Pearentn

TpsibBa na ce M3MOJI3Ba IBOWHO ACCTUIIMpPAHA BOJAA WIIM BOJA C PaBHO-
CTOIHO KauecTBO (mpoBoammoct < 10 pS/cm).

Bonopozen mpekuc, w (w/w) = 30 %.

Mpasuena kucenanHa, w (w/w) = 98-100 %.
deHour.

Hatpues nucyndwur.

Harpues xuapoxcun.

Jluxuapar Ha S-cyndocaauiuioBaTa KHCEIHHA.
ConHa KHcenuHa, IUIbTHOCT npubiusutenHo 1,18 g/ml.
TpuHaTpyeB LMTPAT AUXUAPAT.

2,2’-THOMUETaHON (TUOIUIIIAKOI ).

Harpues xiopun

Hunxunpus.

[letponen erep, nuamazon Ha kumeHe: 40—60 °C

HopneBuuH nnu apyro cheAMHEHHE, MOAXOMAALIO 3a H3IMOJI3BAaHE KAaTo
BBTPEILCH CTaHIapT.

I"azoo0pazen azor (< 10 ppm KHCIOpPOX).

1-okTanoun

AMWHOKHCETUHH .

CraHIapTHH BEIIECTBA HA AaMHHOKHCCIMHHUTE, TMOCOYEHH B TOYKa |
(e n 06xBaT). XMMHYECKH YUCTH CHEAWHEHHMS, KOUTO HE ChIbpPIKAT
KpucTanu3alnoHHa Boja. Ilpean ymorpeba ce M3CyLIBaT BBB BaKyyM
Hax P,Os wmm H,SO,4 B nmponbimkenne Ha | ceqmmma.

IlucTenHoBa KuceauHa.

Metnonus cyngoH.

PasrBop Ha HatpueB xuapokcui, ¢ = 7,5 mol/l:

Pastapsr ce 300 g NaOH (1. 3.5) BBB Bozia U ce JI0IbJIBa ¢ Boza 10 |
JUTBP.

PastBOop Ha HarpueB xuapokcuz, ¢ = 1 mol/l:

PastBapsr ce 40 g NaOH (r. 3.5) BbB BoJa U ce J0mbiBa ¢ BoJa 10 |
JATBP.

Pa3tBOp Ha MpaBueHa KucenuHa U (eHON:

Cwmecsat ce 889 g mpaBuena kucenmna (T. 3.2) cee 111 g Boma u ce
nob6asst 4,73 g denon (1. 3.3).
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3.20.

3.21.

3.22.

3.23.

3.24.

3.25.

3.26.

3.27.

3.27.1.

3.27.2.

3.27.3.

Cmec 3a xuzapoimza, ¢ = 6 mol HCI/, ceappxkama 1 g ¢denon Ha
JUTHP:

Jlobass ce 1 g denon (1. 3.3) kbM 492 ml HCI (1. 3.7) u ce nonbiBa ¢
Boja 10 | JIuTHp.

Cwmec 3a ekcrpakuusi, ¢ = 0,1 mol HCVI, ceabpxkama 2 % Ttuoaur-
mkoi: B3emat ce 8,2 ml HCI (r. 3.7), paspexaar ce ¢ okono 900 ml
Bona, nobassat ce 20 ml Tnogurmukon (1. 3.9) u ce AomMBIBa C BOjA 110
1 auThp (ma He ce cMecBaT IUPEKTHO BemlectBara B T. 3.7 u T. 3.9).

S-cyndocamuuuiaosa kucenuHa 3 = 6 %:

PastBapsr ce 60 g 5-cyndocanuumiosa kucenuna (1. 3.6) BbB BoAa U
ce JombiBa ¢ Boja A0 1 JauThp

CMec 3a okucisiBaHEe (IIEPOKCHMpaBYEHA KHCEIMHA M (eHou):

Cwmecsar ce 0,5 ml Bogopoaen mpekuc (t. 3.1) ¢ 4,5 ml pasrBop or
MpaBueHa kucenuHa u ¢enon (1. 3.19) B manmka OexepoBa wyamia.
WNuky6upa ce npu temnepatypa 20 °C—30 °C B nmpoasinkenue Ha |
Jac, 3a 1a ce o0pasyBa MEpPOKCHMpaBYCHA KHUCEJIHHA, CICA KOCTO Ce
oXJakaa B JieleHa BoaHa Oans (15 min) mpeam nma ce n00aBU KbM
npooara.

Brumanue: Jla ce n30SrBa KOHTAKT C KOKaTa U [a CE€ HOCH 3alUTHO
00JIEKITO.

Lurpaten Gydepen pasteop, ¢ = 0,2 mol Na'/l, pH 2,20:

PastBapsr ce 19,61 g narpues uutpar (T. 3.8), 5 ml THoaMrIMKON (T.
3.9), 1 g ¢penon (t. 3.3) u 16,50 ml HCI (1. 3.7) B npubmmsurensHo 8§00
ml Bona. CroitHoctra Ha pH ce perynmpa Ha 2,20. JonsnBa ce 1o 1 1 ¢
BOJIA.

bydepun pastBopu 3a OTMHMBAHE, NPUTOTBEHM B CHOTBETCTBHE C
yKa3aHUsTa 3a W3MOJI3BaHMs ypexd 3a aHanu3 (T. 4.9).

HuHXUIPUHOB peareHTt, NPUrOTBEH B CHOTBETCTBUE C YKa3aHHUATA 3a
M3MONI3BaHUs ypen 3a aHamu3 (T. 4.9).

CraHgapTHH pa3TBOPH Ha aMHHOKHCEeNIMHHM. Te3nm pasTBOpH ce
ChXpaHsABaT Ipu Temneparypa mojg 5 °C.

W3xoneH craHmapTeH pa3TBOp Ha amMMHOKHcenuHH (T. 3.16.1).
¢ = 2,5 umol/ml or Bcsika B CONHA KHCEIUHA.
Morat na 0bIaT KyIEHH B THPrOBCKAaTa MpExa.

W3xoneH craHIapTeH pa3TBOpP Ha LUCTEMHOBA KHCEIMHA U Ha
MeTHOHHUH cyidoH, ¢ = 1,25 pmol/ml.

PazrBapsar ce 0,2115 g mucrenHoBa kucenuua (1. 3.16.2) u 0,2265 g
MeTHOHMH cyidoH (T. 3.16.3) B untparnus Oydepen pasrop (1. 3.24)
B rpajyupaHa koyiéa oT 1 JUTBP M Ce JOombJBa A0 TO3M 00eM ¢
mutparten Oydepen pastsop. [la ce cbxpansBa nox 5 °C He noseue
or 12 mecena. To3u pa3TBOp HE ce H3IOI3BA, aKO U3XOMHUAT CTaH-
nmapreH pastBop (T. 3.27.1) chOppKa LUCTEMHOBAa KHCEIMHA H
METHOHHH CYJI(OH.

W3xomeH craHjapTeH pasTBOp HA BBTPEUIHHS CTAHIApT, HaImp.
HopaeBuuH, ¢ = 20 pmol/ml.

Pasrapsit ce 0,6560 g wopmeBumH (1. 3.13) B murpataus Oydepen
pastBop (3.24) B rpagyupana komba u ce gombiBa g0 250 ml ¢
murpaten Oydepen pasrteop. Jla ce cexpansiBa mog 5 °C He moBeue
oT 6 Mecela.
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3.27.4.

3.27.5.

4.2.

4.3.

4.4.

4.5.

4.6.

4.7.

4.8.

4.9.

KanuOpaiioneH pa3TBOp Ha CTaHAAPTHU aMHHOKHCEIIMHH 3a yrnotpeda
¢ xuapoimsaTtute, ¢ = 5 nmol/50 pl mucTenHOBa KHCEIMHA M METHOHHH
cynpon u ¢ = 10 nmol/50 pl 3a gpyrure amuHuKHCcennHU. Pa3rBapsrt
ce 2,2 g Harpues xyopun B 6exeposa yama (1. 3.10) ot 100 ml B 30 ml
murpaten Oydepen pasrBop (T. 3.24). Hdobaest ce 4,00 ml m3xomeH
CTaHAApTeH pa3TBOp Ha amuHOKucenuHu (T. 3.27.1), 4,00 ml m3xoneH
CTaHJAPTCH Pa3TBOP Ha IIMCTEHHOBA KUCEIMHA U METHOHUH CYJI(OH (T.
3272) u 0,50 ml wu3xomeH CTaHIApTEH pPa3TBOP Ha BBTPCIIHUSL
cranpapt (1. 3.27.3), ako ce um3nomsBa TakeB. Kopurupa ce mo pH
2,20 ¢ matpueB xumpokcuna (T. 3.18).

[pexBbpis ce B rpagyupana koiba ot 50 ml, gomsnBa ce 10 mMapkara
¢ murparen Oydepen pasteop (1. 3.24) u ce pa3dbpKBa.

Ja ce cpxpansBa nox 5 °C He moBeye OT 3 Mecela.
Bik. cpiio 3adenexka 9.1.

KanubparmosneH pa3TBop Ha CTaHJApTHH aMHHOKHCEIHMHHU 3a yrnorpeda
C TIPUTOTBEHHM B CHOTBETCTBHE C Touka 5.3.3.1 Xuaponuzatu U 3a
ynorpeba c¢ ekcrpaktu (1. 5.2). KanuOpauuoHHUST pas3TBOp ce
HOPUrOTBS B ChOTBETCTBHE C T. 3.27.4, HO He ce 100aBs HaTpueB
XJIOpHIL.

Ja ce cbxpansBa nox 5 °C He moBede oT 3 Meceua.

Anaparypa

O6noxpaHa kOOa ¢ obem 100 wmm 250 ml, crabmena c¢ obGparteH
XJIJHUK.

[ume or 6GopocwaukatHo crhkio or 100 ml ¢ BuHTOBa Kamauka
¢ rymena/tedaoHoBa rapuutypa (Hamp. Duran, Schott), koeto moxe
Jla ce M3MO0JI3BA B IIEIL.

Tlemr ¢ npuHyaMTENHA BEHTWIAIMS M TEMIEpPATypeH peryiarop ¢
TOYHOCT TO-BHCOKa oT = 2 °C.

pH-MeThbp (TpH 3HaKa cien JeceTHvHaTa 3areTas).
MewmbpaneH ¢untsp, 0,22 pum.

Ienrpodyra

Poranyonen BakyyMmeH H3MapuTed.

MexaHuyHa KjaTayHa MalldHa WA MarHuTHA 61>p1<am<a.

VYpen 3a ananu3 Ha aMuHOKucenuHu uin ypen 3a HPLC ¢ ilonoOMenHa
KOJIOHA, YCTPOICTBO 3a HMHXMJIPHH, CJIEIKOJIOHHA [EpUBATH3ALMUS U
(hoTOMEeTpHUUEH AETEKTOP.

Kononara ce 3anbiBa ¢b¢ Cyn(OHUPAHU MOJIUCTHPEHOBH CMOJIU, KOUTO
MOraTr Ja OTJENAT aMHUHOKUCEIHHUTE €IHa OT Jpyra U OT APYrH
BEILECTBA, PEarupaliy IIOJOKUTEITHO Ha HUHXUApUH. Llupkynanusara
Ha OydepHHS pa3TBOp M Ha HUHXUIPHHOBHS PEAareHT €€ OCHUTYpsBa
OT IOMIM C YCTOHYMBOCT Ha moroka or + 0,5 % 3a menus nepuon,
BKJIIOYBAL KaKTO CTaHIAPTHOTO BPEMETpacHe Ha KaMOpHpaHETo, Taka
U U3BBPIIBAHE Ha aHaIW3a Ha npoodara.

Ipu HAKOM ypeau 3a aHAIM3 Ha aMHHOKHCEIMHH MOXKE J1a C€ H3IO3Ba
XHUAPOJIM3HA MPOLEAypa, IPH KOSATO XUIPOJIU3ATHT € C KOHIIECHTpALUs
Ha Hatpuii ¢ = 0,8 mol/l u chabpka msIaTa OCTAThUYHA MpaBYCHA
KUCEJIMHA OT eTarna Ha OKMCIsiBaHeTo. [IpyrH ypeam He OCHUTypsBatr
3aJI0BOJIMTETIHO OT/EJISHE Ha HSAKOM OINpPEACICHH aMHUHOKUCEIUHH,
aKO XHAPOJM3ATHT CHIbPXKA M3JIUIIBK OT MpaByeHa KHCEIMHA H/HIIN
BUCOKM KOHIICHTPAllMM Ha HATPUEBH HOHH. B TO3M ciydail Kojim-
YECTBOTO Ha KHCEJIMHATa Ce HaMaisiBa 4pe3 H3MapeHue 10 Npuoin-
3UTENHO 5 ml ciex XUAposM3aTa M MpEeId KOPUTHpaHEe Ha KUCEeIHH-
HocTTa. lM3mapeHmero ce WM3BBpHIBA BBB BaKyyMHa cpeia IpH
makcumym 40 °C.
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5.2.

5.3.
53.1.

Ipouenypa
Tloozomoska Ha npobama

[IpoGara ce cmmia, Taka 4e Ja MOXKE Ja IPEeMUHE IPEe3 CHUTO C OTBOPHU
0,5 mm. IlpoGute ¢ romsiMa BIaKHOCT TpsiOBa Ja ce W3CyLIAT Ha
BB3/yX IpH Temneparypa Hail-mHoro 50 °C mim upe3 imopuinsanus
npean  cmmitaHero. [IpoOure ¢ BHCOKO ChABpXKAHHE HA MAaCTHU
BEIIECTBA C€ EKCTPAXMUPAT ¢ meTposieH erep (T. 3.12) mpeau cMmIaHeTo.

Onpedensne na c80600HU AMUHOKUCETUNHU

Ipererust ce ¢ Tounoct 10 0,2 mg moaXoA1I0 KonuuecTBo (1—35 g) ot
noAroTBeHara mpoba (T. 5.1) B koHycoBuaHa Kojba u ce godasst 100,0
ml or cmecra 3a ekcrpakuus (T. 3.21). Pa30bpkBa ce wim ce pazmecBa
B mpoabikeHne Ha 60 min ¢ MexaHMYHA KiIaTrayHa MallhHa WIH C
MarHuTHa Obpkasika (Touka 4.8). OcrtaBs ce CeIMMEHTHT Ja ce yTau
u 10,0 ml or cynepnaranTa ce ciara ¢ nunera B 6exeposa yama 100
ml.

Kato ce pa30bpkBa, ce nodassr 5,0 ml pasrBop Ha cysdocanuimioBa
kucenuna (t. 3.22), ¥ C MOMOLITa HAa MarHUTHaTa OBpKaiKa pa30obp-
KBaHETO NpojbibkaBa ome 5 min. CynepHaTaHTBT ce (GuiTpupa HIN
neHtpodyrupa, Taka 4e 1a He OCTaHe HHMKakBa yraiika. [locraBsar ce
10,0 ml or nmomyuyenust pastBop B Gexeposa vama 100 ml u ¢ Harpues
xuapokeun (t. 3.18) ce xopurmpa pH mo 2,20, mpexBbpis ce B
MepUTeNnHa Koj0a C TOAXOAsIl 00eM, KaTo Cce H3I0N3Ba LUTPATeH
Oydepen pastBop (T. 3.24) u ce JombiBa 0 MBIHHS 00eM ¢
Oydepuust pasrBop (1. 3.24).

Axo ce wu3moa3Ba BBTPEIICH craHaapr, ce pnobass 1,00 ml ot
BbTpemHus cranpapt (1. 3.27.3) 3a Bceku 100 ml or kpaiinus
pa3TBOp M Ce JOIBJIBA J0 MBbIHUSA 00eM ¢ OydepHus paszrsop (1. 3.24).

[lpucrenBa ce KbM eTama Ha Xpomarorpadusta B CHOTBETCTBHE C
ToYka 5.4.

AKO eKCTpaKTUTEe HSAMA Jia Ce M3IOJI3BAT Mpe3 ChINKs JICH, Te TPsOBa J1a
ce cbXpaHsBaT npu Temneparypa nox 5 °C.

Onpeodenane Ha oOuWOMoO KOIUUECBO AMUHOKUCEAUHU

OxucinsiBane

IIpeternar ce ¢ Tounoct 10 0,2 mg mexay 0,1 u 1 g or moarorseHara
npoba (1. 5.1) BBE:

— o0noxbHHA KomOa ¢ odem ot 100 ml (1. 4.1) 3a okTpHuTa XHApOIN3A
(1. 5.3.2.3), unm

— o0noxbHHA KOIOa ¢ obem 250 ml (1. 4.1), ako ce M3MCKBa HHCKa
KOHIIeHTpauusi Ha Hatpuid (1. 5.3.3.1), nim

— mmme or 100 ml, cHabxeno ¢ BuHTOBa Kamauka (Touka 4.2) (3a
3aKpuTa XHAponM3a, T. 5.3.2.4).

[Iperernenara yact oT mpobara TpsiOBa aa chabpka okono 10 mg asor
u He moBeue oT 100 mg Bmara.

Konbara/mumiero ce ciara B jelieHa BoJHA OaHs U ce oxiaxma jo 0 °©
C, nobasst ce 5 ml or cmecra 3a okucnsBane (1. 3.23) u ce paz0ObpkBa
C MOMOIITa HAa CTHKJICHA INIATyla CbhC 3aKpuBeH BpbX. Kombara/
/IIMIIEeTO, B KOSATO/KOETO C€ HaMHpa [Inaryiara, ce 3aredyarBa
XepPMETHYHO ¢ (UM, BoJHATA OaHs ChC 3alleyaTaHusl CbJ Ce cliara B
xnagunHuk npu 0 °C m ce ocrtaBs 3a 16 uaca. Cruen 16 uyaca ce
M3BAXKIA OT XJAQJWIHHKA W H3JUIIHUAT OKHCIUTENICH pPEareHT ce
pasnara upe3 nobassHe Ha 0,84 g HarpueB aucyndur (1. 3.4).

[IpuctpnBa ce xkbpM mpoueaypata B T. 5.3.2.1
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53.2.
53.2.1.

5.3.22.

5.3.2.3.

5.3.2.4.

5.33.1.

Xugponusa

Xuaponusa Ha OKHMCIEHHTE NPoOU

KeMm okucnenata mpoba, moarorseHa B choTBeTcTBHE ¢ T. 5.3.1 ce
nobassat 25 ml or cmecra 3a xuaponumsupane (T. 3.20), karo ce
M3MHBAT BCSIKAKBH OCTATBIM OT MPO0OaTa, MOJEMHAIH 10 CTCHHUTE Ha
ChJa ¥ IIIaTryJjara.

Croper M3MoJI3BaHaTa MpoLeaypa 3a XHIPOJIU3a Ce MPOLEearpa B ChOT-
BETCTBHE C mporenypara B T. 5.3.2.3 wium B 1. 5.3.2.4.

Xuaponnsza Ha HEOKHCICHUTE MPOOH

B ob6noxpaHa komba ¢ odem 100 ml miam or 250 ml (1. 4.1) nnm B
mmmie ot 100 ml ¢ BuHTOBa Kamauka (T. 4.2) ce HpeTersiT ¢ TOYHOCT
o 0,2 mg mexay 0,1 u 1 g or moarorBenara mpoba (1. 5.1). Iperer-
JIeHaTa 4YacT OT mpobaTta TpsOBa na chabpka okojo 10 mg asor.
Buumarenno ce no6asst 25 ml ot cmecra 3a xumponusza (T. 3.20) u
ce cMecBar ¢ mpobata. Ilporeaupa ce B ChOTBETCTBHE € HMPOLEAypaTa B
T. 5323 wm B 1. 53.24.

OTKpHTa XHIPOIH3A

JloGaBsaT ce 3 CTBKJICHH TOIYEeTa KbM CMecTa B KojbaTa (IpUroTBEHA B
CBHOTBETCTBHE C Tporenaypara B T. 5.3.2.1 wimm B 1. 5.3.2.2) u ce Bapu ¢
obparex XJaJHUK M HPH IOCTOSHHO OTJEIsSHE Ha MexXypyera B
npoabiokeHne Ha 23 waca. Cilel NPUKIIOYBAHE HA XHUAPONIN3ATa,
XJIQJIHUKBT ce m3iakBa ¢ 5 ml nutparen OydepeH pa3rop (T. 3.24).
Konbara ce oTkaya M ce OXJaxjaa B JeaeHa OaHsl.

[Ipouenupa ce B crorBeTCTBHE € T. 5.3.3.
3aTBOpEeHa XHIPOJIU3a

IlIumero ¢ mpuroTBenara cbriacHo T. 5.3.2.1 mmm T. 5.3.2.2 cmec ce
noctaBsi B cymmnas (1. 4.3) npu 110 °C. 3a na ce u3berHe moxkayBaxne
Ha HaJsraHeTo (IOpaay OTAENSHETO Ha ra3000pa3sHU BEIECTBA) M 3a Ja
ce NpenoTBpaTH M30yxBaHe, Npe3 IbPBHUA 4Yac BUHTOBAaTa Karayka ce
1OCTaBsl BBPXY I'bPJIOTO Ha Chaa 0e3 jga ce 3atBaps. Jla He ce 3aTBaps
ChABT C Kamaykata. Clen eIuH 4ac ChABT Ce 3aTBaps ¢ Karladkara U ce
ocraBs B cymmiaHata (1. 4.3) 3a 23 waca. CneJq npuKiIiOYBaHE Ha
Xpapojmsara, HIUIICTO C€ HU3BaXJAa OT CYMIMWJIHATA, BHUMATEIHO C€
OTBaps KalaykaTa Ha IIMIIETO W TO Ce ciara B JeJeHa BoJHA OaHs.
OcTaBst ce 1a ce OXJIaau.

B 3aBucumoct ot nporeaypara 3a kopurupane Ha pH (1. 5.3.3), cbasp-
JKAHMETO Ha IIMIIETO KOJMYECTBEHO Ce MPEXBBPIIs B OexepoBa yaia OT
250 ml wam B oOnoxbpHHA KoGa or 250 ml, karo ce wu3moN3Ba
uurpaten Oydepen pastsop (1. 3.24).

[Ipouennpa ce B crorBeTCTBHE € T. 5.3.3.

Kopurupane na pH

B 3aBHCHMOCT OT TOJEpaHTHOCTTA Ha ypeda 3a aHalIn3 Ha aMHHOKHU-
cenuHu kKbM Hatpuit (1. 4.9), xopurupanero Ha pH ce m3BppmBa B
cporBeTcTBHE C T. 5.3.3.1 mmm ¢ 1. 5.3.3.2.

3a xpomarorpadckn cucremu (T. 4.9), KOUTO W3UCKBAT HUCKA KOHIEH-
Tpanus Ha HATPUi.

IperopbuBa ce Ja ce W3MOJI3BAa BBTPCLICH H3XOJACH CTaHIapPTCH
pastBop (1. 3.27.3), KOraro ce M3MOJ3BAT YPEAM 3a aHAIM3 Ha aMHHO-
KUCEJIMHU, WM3WUCKBAIM HHUCKH KOHILCHTPAIMM Ha HaTpuil (Korato
TpsiOBa Ja ce HaMayM 00eMbT Ha KHCEIMHATA).

B 1031 ciyuail npean M3napeHHeTo KbM Xuaponusara ce 1o6assat 2,00
ml OT BBTpPEUIHUS] U3XO/CH CTaHAapTeH pa3tBop (T. 3.2.7.3).

JoGassr ce 2 xamku l-oktanonm (T. 3.15) KbM TONyYeHUS B CBHOT-
BercTBHe C T. 5.3.2.3 mwimm T. 5.3.2.4 xuzmponmzar.
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53.3.2.

5.4.

Karo ce wusmom3Ba porammoneH w3mapuren (T. 4.7), o0eMbT ce
HamansgBa 10 5—10 ml BB Bakyym npu 40 °C. Ako ciyvaiiHo
00eMbT € HaMaJleH Ha MO-MajiKko OT 5 ml, Xuaponus3aTsT TpsiOBa na
Ce M3XBBPJIM M aHAJIU3BT Jia Ce TOBTOPH.

Kopurupa ce pH o 2,20 ¢ pa3rBop Ha HatpueB xuapokcun (1. 3.18) u
ce MpHUCTBIIBA KbM H3IBJIHEHMETO Ha Ipouexypara B T. 5.3.4.

3a BCHUKH JAPYTH ypeau 3a aHATW3 Ha aMHHOKHcennHH (T. 4.9)

Bsemar ce nomydyeHure B choTBeTCTBHE C T. 5.3.2.3 wimm 1. 5.3.24
XUAPOJIM3aTH M YaCTHYHO C€ HEyTPalU3MUpaT, KaTo BHUMATENHO Ce€
00aBIAT HpH HEMpeKbcHaTo Obpkane 17 ml pa3tBop Ha HaTpHeB
xugpokenn (t. 3.17), karo ce rapaHThpa, 4e TeMIeparypara He ce
nokausa Hax 40 °C.

Kopurupa ce pH 1o 2,20 npu craifHa Temneparypa, KaTo ce H3MO0JI3Ba
pas3TBOp Ha HaTpueB xuapokcun (1. 3.17) u Hakpas pa3TBOp Ha HATPHUEB
xuapokeun (1. 3.18). IlpucrpnBa ce kbM mporeaypara B T. 5.3.4

I[Ipoben pasTBOp 3a xpomMaTtorpabus

XugponmzarsT ¢ kopurupano pH (1. 5.3.3.1 wm 1. 5.3.3.2) ce
HPEXBBPIIST KOJIMYECTBEHO C TOMOIITA Ha LUTpaTteH OydepeH pa3TBOp
(1. 3.24) B rpagyupana kon6a ot 200 ml u ce gombiBa 0 MapKu-
poBkaTa ¢ Oydepen pasrtBop (1. 3.24).

Axo He e OWII W3MON3BaH BBTPEUICH CTaHAapT, ce n00aBsat 2,00 ml or
BpTpemHus cTanmapt (T. 3.27.3) u ce AombiaBa A0 IBIHHA 00EM ¢
murpaten Oydepen pasteop (t. 3.24). CraparenHo ce pa3mecsa.

IpucThrBa ce KbM erama Ha Xpomarorpausra B CHOTBETCTBHE C
Touka 5.4.

AKO mpoOHHMTE pa3TBOPM HSMAa Ja CE W3CIEABAT B ChIMSA [CH, Te
TpsiOBa /a ce ChXpaHsBar npu Temmeparypa nox 5 °C.

Xpomamoepagpcko uscredsane

Ipenn 3amouBaHe Ha XPOMAaTorpad)CKOTO M3CICABAHE CKCTPAKTHT (T.
5.2) wnm xuaponu3arsT (T. 5.3.4) ce 3aTomist 10 craifHa Temmeparypa.
CMecTa ce paskialia M MOAXOMAMIO KOJIHYECTBO OT Hes ce (uiarpupa
npe3 mMemOpaneH GuaThp ¢ pasmep Ha ortBopute 0,22 um (1. 4.5).
[MonyuenusT GHCTBP pa3TBOp ce MojJara CiieJl TOBa Ha HOHOOOMEHHa
xpamarorpadus, KaTo ce M3IO0J3Ba ypea 3a aHalu3 Ha aMUHOKHCEIHHU
(1. 4.9).

BHp’LCKBaHCTO MOXKE a C¢€ U3BBPIIU PHBUYHO UJIM aBTOMATUYIHO. Baxno
€ B KOJIOHATa 3a aHaJW3 Ja Ce MOCTaBs €JHAKBO — C TOYHOCT J0 *+ 0,5 %
— KOJIM4E€CTBO CTAaHAAPTECH H np06eH pasTBOp, OCBEH KOrato ce€
HM3II0JI3Ba BBTPEUICH CTaHAApT, W CBOTHOLICHHUETO MEXKAY HATPpUI H
AMUHOKHUCECIIMHU B CTaHOApTHUA U B HpOﬁHI/I}I pa3TBOp Oa € TOJIKOBa
6111/131(0, KOJIKOTO € BB3MOXHO.

IMo npuHIMO, yecToTaTa Ha KaJIUOPOBBUYHUTE ONEPALlUM 3aBUCH OT
CTaOMJIHOCTTA HA HUHXUJIPUHOBUS ~PEAreHT M OT aHaJIuYHaTa
cucrema. CTaHIapThT WIM H3CIe[BaHaTa Ipoda ce pa3pexiar ¢
uurparten Oydepen pasrBop (T. 3.24), Taka uye NMKOBara IUIOL[ Ha
crapaapra na 6vae ot 30 no 200 % oT muKoBaTa IUION] HA AMUHOKH-
celaMHaTa Ha npobara.

XpomarorpadusTa Ha aMUHOKHCEIWHATE Bapupa JICKO CIIOPEI THIIA Ha
ypeia 3a aHaOM3 M CIOPEA H3MON3BaHAaTa cMoia. l3mom3BaHara
cuctema TpsibBa fJa © B CBCTOSHHE [a OTHACIH aMUHOKHCEIHHUTE
eqHa OT Jpyra M OT BCLIECTBA, pEArdpaild IOJOXKHUTEIHO Ha
HUHXHAPHH. B paboTHHS auama3oH Ha XpomaTtorpadckara cucrema
TpsiOBa sna ce HaOI0JaBa JIMHEHHA 3aBUCHMOCT CIIPSIMO HPOMsHATA
Ha KOJIMYECTBAaTa aMHHOKHCEIMHH, KOUTO C€ BBBEKIAT B KOJIOHATA.

IIpu xpomarorpadckusi eram Ha aHanuW3a Ce MPHUIAraT ChOTHOLICHHSTA
MEK/Iy Hall-HUCKHUTE W HAH-BUCOKUTE CTOMHOCTH, CIIOMCHATH IO-I0JTY,
[Py YCIIOBHE Y€ Ce aHaIW3Upa CEKBHMOJApPEeH pa3TBop (Ha ompe-
eISHUTE AaMUHOKHCENWHN). EKBUMONApHHUAT pa3TBOp TpsibBa ja
chabpxka Hahi-mManko 30 % OT MakCHMamTHOTO KOJHWYECTBO OT BCSKa
aMHMHOKHCEIMHA, KOSATO MOKe Ja 1a ObJe MPEnu3HO H3MEepeHa ChC
cucTeMaTa 3a aHajau3 Ha aMuHOKucenuHu (T. 4.9).
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6.1.

3a pasrpaHHYaBaHETO Ha TPEOHWH OT CEPUH CHOTHOIICHHETO MEXITY
Hali-HUCKaTa M Hal-BHCOKAaTa CTOWHOCT BBPXY Xpomarorpamara 3a
1o-cnabo IMpejicTaBeHata OT JBETE 3aCThIIBALM CE AMUHOKHUCEIHHU
He TpsiOBa na HajBumana 2:10. (ako ce ompenmenar camo LHUCT(e)WH,
METHOHWH, TPEOHMH W JIM3UH, HEJOCTaThYHOTO pasrpaHHyYaBaHe Ha
HPUIPYKABAIIUTE [UKOBH CTOHHOCTH 1€ [OBJIUSIC OTPULATEIHO
BBPXY OIpENeIIHeTO). 3a BCHUKH OCTaHAIM aMHHOKHCEIMHH pasrpa-
HHYaBaHETO TpsOBa ma Obae mo-mobpo ot 1:10.

Cucremara TpssOBa 1@ rapaHTHpa, Y€ JIM3MHBT C€ pasrpaHnyaBa OT
,JIN3UHOBHUTE apTe(akTH* U OT OPHUTHH.

HN3uucasiBane Ha pesyjararure
IlukoBara 1oy Ha HpoGaTa U Ha CTaHdapTa C€ H3MEpBa 3a BCsKa

OTJACJIHA aMHUHOKHCCIMHA U C€ IpeCMsATa KOJINYCCTBOTO X B IrpaMoOBC
AMWHOKHCCIMHA Ha KUJIOIpaM np06a.

AxcxMxV
B xm x 1000
AKO ce M3I0yI3Ba BBTPELIEH CTAHIApT, C€ YMHOKaBa I10: %
A = nuKoBa IUION[ HAa XHUAPOJIHM3AT WIH €KCTPAKT
B = nmkoBa IUIONI, KATMOPAIMOHEH CTAHIAPTEH Pa3TBOP
C = mnuKOBa MOBBPXHOCT HAa BBTPELIHHUS CTAHAAPT B XUAPOIHM3AT WK
EKCTPaKT
D = nukoBa IUIOLI, BTPEIICH CTAHAAPT, KATHOPALOHEH CTaHIapTCH
pasTBop

M = MOJapHO TerJI0 Ha ONpe/eiIsHATa aMOHOKHCEIMHA
C = KOHIIEHTpals Ha CTaHxapTa B pmol/ml

m = Terno Ha npoodara (g) (KOPUrHpaHo, 3a Ja ce MOJIyYHd HAYaIHOTO
TEIJI0, aKO MPOAYKTHT ¢ M3CYLICH WIM 00e3MaciICeH)

V = ml o6 xugponusar (1. 5.3.4) win ml uzuncien o6ur pa3TBOpeH
obeMm Ha exctpakta (T. 6.1)

L[MCTHHBT M LMUCTEMHBT CE ONPENENAT KaTo IMCTEHHOBA KHCEIMHA B
MPOJIYKTH Ha XHUAPOJHM3aTa Ha OKHUCIEHA Npoda, HO Ce M3YMCIISABAT KaTo
muctuH  (CgH1oN>O4S,, M 240,30 g/mol) karo ce wusmomsa M
120,15 g/mol (= 0,5 x 240,30 g/mol).

MeTHOHUHBT ce Ompejens KaTo METHOHMH CyJI(OH B IPOAYKTUTE HA
XHIPOJI3aTa Ha OKHCIICHATa Mpoda, HO Ce W3YMCIISABA KATO METHOHHH,
KaTo ce m3nomBa M Ha mermoHmHa: 149,21 g/mol.

JloGaBeHUAT CBOOO/ICH METHOHHH CE OMpEeNs Ciel] eKCTPAKLHUS KaTo
METHOHHMH, KaTO 3a M3YHMCICHHUATA CE M3MOJ3Ba ChIIOTO M.

OOmmsT paszrBopeH obem Ha excrpakture (F) 3a ompenensiHeTo Ha
aMHUHOKHCeNnUHUTE (T. 5.2) ce M34McisiBa KakTo ClelBa:

F_lOOle(10m1+5ml) LV
- 10 ml 10

V = o0em Ha KpaiHUs €KCTPaKT

Oue]{lca Ha MeToaa

MeronbT Oelie M3MUTaH MO BpeMe Ha MEXKIYyHApOJHO CPABHHUTEIHO
n3cnensane mpe3 1990 r., ¢ u3NoON3BaHe HAa YETHPU DPa3IUYHU BHUAA
¢dypax (pypakHa cMecka 3a CBHHE, CMeCKa 3a Opoiiiepu, MPOTEHHOB
KOHIIEHTPAT, MMPEMUKC).
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7.1.

7.2.

3abenescka: Mertoapt Oellle U3NUTAH [0 BPEME Ha BTOPO MEXKIY-
HApOJHO CpaBHHUTENHO u3ciexBane mpe3 2003 1.
[OCPEJCTBOM ~ HEM3BECTHH 3a OmepaTopa  MapaleiHu
mpodu oT Qypaxkum 3a yrosisaHe Ha Opoiinepu, cTapTepeH
(dbypax 3a Opoiinepu, mapeBuia, puOHO OpamrHO W MTHYE
OpamHo. 3a npumepu Bxk. crangapt EN ISO 13903.

Pesynrature ot cpaBHMTENHOTO M3cieaBaHe oT 1990 r. 3a cpeanure
CTOMHOCTM M 3a CTAHJAPTHOTO OTKJIOHEHHE CJIEJ OTCTPAHSBAaHE Ha
OTKJIOHSIBAILIUTE C€ CTOMHOCTH ca JaJeHd B TabiuIaTa B HACTOSIIATA
TOYKA:

Cpennn croiinoctu B g/kg

AMUHOKHCEIUHA
Eranonen matepuan /
Tpeonun Uucrun MeTronun JInzun
OUCTCHUH
dypakHa cMecKa 3a CBUHE 6,94 3,01 3,27 9,55
n =15 n =17 n =17 n=13
®dypaxHa cMmecka 3a Opoiinepu 9,31 3,92 5,08 13,93
n =16 n =18 n =18 n =16
IIpoTerHOB KOHLEHTpAT 22,32 5,06 12,01 47,74
n =16 n=17 n=17 n=15
IIpemukc 58,42 — 90,21 98,03
n =16 n =16 n =16
n = Opoil Ha TabOPATOPHUTE, B3EIH YYacTHE B H3CICABAHETO.
Tlosmopsemocm
[ToBTOpsieMocTTa Ha CpPaBHMUTEJIHOTO H3CIEJBaHE OT IpeaxoaHaTa
Tabnuia, u3paseHa Karo ,,CTAHAAPTHO JabOPaTOPHO OTKIIOHEHHE™, e
najieHa B Tabnuuata mo-Jxoiy:
Koepunuent Ha Bapnanus (%) 3a nosropsemoctta (CV,)
AMUHOKHCENTHA
Eranonen MaTepHal /
Tpeonun Lucrin MeTroHuH JInzun
UCTCHUH
®dypaxkHa cMecKa 3a CBUHE 1,9 3,3 34 2,8
n=15 n=17 n=17 n=13
ODypaxHa cMmecka 3a Opoitnepu 2,1 2,8 3,1 2,1
n =16 n=18 n =18 n =16
IIpoTenHOB KOHLIEHTpAT 2,7 2,6 2,2 2,4
n =16 n =17 n =17 n=15
[Ipemukc 2,2 — 24 2,1
n =16 n =16 n =16

n = Opoit Ha 1abopaTOpUUTE, B3ENH yJacTHEe B M3CJIEIBAHETO.

Buvsnpoussooumocm

B rtabnumara mo-mony ca JaJieHH pe3yiTaTUTe 3a CTaHAapTHOTO
OTKJIOHEHHE MEXIy OT/ACIHHUTE IabOpaTOpUu TMPH TOPECIOMEHATOTO
CPAaBHUTEITHO H3CIIEIBAHE:
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9.2.

9.3.

10.

10.1.

Koepununent na papuanus (%) 3a pp3npoussogumoctra (CV,)

AMUHOKHCETHHA
Eramonen MaTepuain /
TpeoHun Huerms MeTnoHuH JIuzun
HOHUCTCUH
dypakHa cMecKa 3a CBUHE 4.1 9.9 7,0 3,2
n =15 n =17 n =17 n=13
®dypaxkHa cMmecka 3a Opoiiiaepu 5,2 8,8 10,9 5.4
n =16 n =18 n =18 n =16
IIpoTerHOB KOHIIEHTpAT 3,8 12,3 13,0 3,0
n=16 n=17 n=17 n =15
IIpemukc 4,3 — 6,9 6,7
n =16 n =16 n =16

n = Opoif Ha TabOpaTOPHUTE, B3ENH Y4acTHE B U3CICABAHETO.

HN3non3BaHe Ha eTAJOHHHM MaTepuaIn

TouHOTO TpHIaraHe Ha METOJA Ce MPOBEPsBa C MOBTAPSIHE HA H3Mep-
BaHHUATA BbPXY CEPTUGULMPAHU STAJIOHHU MaTepHallM IIPU HAJIUYUE Ha
takuBa. [IpernoppuBa ce kamuOpupaHe cbc cepruduuupan kanuOpa-
UOHCH pPa3TBOpP HAa aMHUHOKHUCCIWHHU.

3abesieskKu

IMopanu paznuuusaTa MEXIy ypeauTe 3a aHalu3 Ha aMUHOKHCEINHH, 3a
PBKOBOIHH C€ CUMTAT KpalHHWTE KOHIEHTPAMM Ha KATHMOPAIMOHHHTE
pa3TBOpH Ha CTAHAAPTHU aMUHOKHcenuHH (BXK. T. 3.27.4 u 1. 3.27.5) u
Ha MPOAyKTa Ha Xuapoim3ara (BK. T. 5.3.4).

Jlnana3oHbT Ha JMHEHHa 4YyBCTBHTEIHOCT Ha amapara TpsiOBa npa ce
IPOBEPU 338 BCUYKHM AMHHOKHCEIIUHU .

CranzapTHHAT pa3TBOp Ce paspexkaa ¢ uuTpareH Oydep, 3a ga Moxke
IMKOBUTE IUIOMIM Ja CHBIAJHAT ChC Cpejara Ha JMara3oHa.

Koraro 3a aHanm3upaHe Ha XUAPOJIU3ATUTE CE M3IIOI3Ba 00OpyABaHE 3a
BUCOKOC(EKTHBHA  TeyHa  Xpomatorpadus,  eKCIHEepUMEHTATHUTE
ycioBusi TpsibBa sa ObJAT ONTUMHU3UPAHHM CIIOPEA INPEHOPBKUTE Ha
TIPOU3BOTUTENIS .

IIpu mpunaraHeTo Ha MeToJa 3a KOMOMHUpaHU (QypaXku WIM NPEMUKCH,
chAbpKamM 1moBeue OoT 1 % xmopua (KOHLEHTPATH, MHHEPATHU
bypaxu, nomsiaBamy (ypaxku) e BB3MOXKHO Ja Ce IONydaT TBBPIC
HUCKU CTOMHOCTH 32 METHOHHHA M 3aTOBA C€ Hajara CrenuanHa oOpa-
GoTKa.

Kpurepun 3a edextupHoct

B®3 ocHOBa Ha 00001IeHUTE pe3ynTaTH (C M3KIOUCHUE Ha TUPO3UH) OT
nBeTe chBMeCTHHU uiciensanus (oT 1990 r., magern B Touka 7 mo-rope
u ot 2005 r., uanoxenu B cranmapt EN/ISO 13903) Gsixa usBemeHn
CIIE/IHUTE KPUTEPHUH 33 TOBTOPSIEMOCT U  BB3MPOU3BOIUMOCT.
Bb3MokHO € wu3BeieHHTE OT Te3W JBE Ja0OpaTOPHM H3IMUTBAHUS
CTOIHOCTH Ja He ca NPWIOKHUMHU 3a JWAla30HH Ha KOHLECHTpAUus H
MATPHUIH, PA3INYHH OT MMOCOYCHUTE.

Iloemopsiemocm

PasniikaTa MEXIy pe3yjiTaTuTe OT JBE OIpEICISHHs, HU3BBPIICHH C
e/Ha M ChIA Mpoda, B €AHA M ChIIa JIabopaTopusi U OT €AWH U ChIIl
orepaTop, He TpsiOBa Ja HaJBHIIABA:

— 6 % oT mo-BUCOKaTa CTOﬁHOCT, 3a 06LLIOT0 KOJIM4YECTBO aMHHOKH-
CCIIMHU B CJ'Iy'-IafI Ha TIJIMIUH, aJaHWH, JU3WH, IIPOJHUH, TJIyTa-
MHUHOBA KHCCJIMHA, U30JICBOUUMH W XHCTUIWH,

— 8 % OT mo-BUCOKaTa CTOMHOCT, 32 OOIIOTO KOJIMYECTBO aMUHOKH-
CeNIMHM B CIly4all Ha TPEOHWH, (DeHUITANAHWH, METHOHWH, acrapa-
THHOBA KHCEJIMHA M JIEBIUH,
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10.2.

— 10 % oT mo-BHCOKaTa CTOMHOCT, 3a OOIIOTO KOJMYECTBO aMHUHOKH-
CCJIMHM B CIIy4ail Ha aprMHUH W BaJWH,

— 12 % oT mo-BHCOKaTa CTOWHOCT, 3a OOIIO0 KOJWYECTBO AMHHOKH-
CeJIMHA CepuH,

— 15 % or mo-BHCOKaTa CTOMHOCT, 3a OOINO KOJWYECTBO AMUHOKH-
CeMHA IUCTECHH.

Bwsnpoussooumocm

Pasnukara MEXAY pe3yJITaTUTe OT ABE OIPCHACISIHUSA, U3BBPUICHU C
€aHa U Chlia npo6a B pasjinyHu na6opaTopHH W/Aa OT pasnuvHu
oreparopu, HE Tpﬂ6Ba Jla HaJBUIIaBa:

— 15 % OT mo-BHCOKaTa CTOMHOCT, 3a OOIIOTO KOJIMYECTBO aMUHOKH-
CeNMHM B CIydyail Ha TJIMIUH, aJaHUH M TPCOHHUH,

— 20 % OT mo-BHCOKAaTa CTOMHOCT, 3a OOIIOTO KOJIMYECTBO aMUHOKH-
CeIMHM B Cllyyail Ha JIM3HH, MPOJIWH, (peHHIaTaHUH, METHOHUH W
acraparuHoBa KHCEJIHHa,

— 22 % OT mo-BHCOKaTa CTOMHOCT, 3a OOIIOTO KOJIMYECTBO aMHUHOKH-
CCJIMHU B Cﬂy‘{aﬁ Ha FJ'lyTaMI/IHOBa KHCCJIMHA W JICBIIMH,

— 27 % or mno-BHCOKaTa CTOP’IHOCT, 3a OGIIIOTO KOJIM4YECTBO apru-
HHHOBAa aMHWHOKHCECJIMHA,

— 32 % OT mo-BUCOKaTa CTOMHOCT, 3a OOIIOTO KOJMYECTBO H30JIEB-
[IHHOBAa AMHHOKHUCEJIMHA,

— 35 % OT mo-BHCOKAaTa CTOMHOCT, 3a OOIIOTO KOJIMYECTBO aMUHOKH-
CEJIMHM B CIIy4ail Ha BaJIMH M CEPUH,

— 40 % oT mo-BHCOKaTa CTOMHOCT, 3a OOIIOTO KOJMYECTBO XHCTH-
JIMHOBA aMHUHOKMCEJIMHA,

— 50 % oT mo-BHUCOKaTa CTOWHOCT, 32 OOIIOTO KOJUYECTBO ITUCT(E)
HMHOBAa aMHHOKHUCEJIMHA.

E. OIIPEJAEJIIHE HA TPUIITO®AH

Meroante 3a aHanu3, KOUTO CIEBa [a CE M3MON3BAT 3a ONpPEICIIHE Ha
Tpuntodan, ca:

— EN ISO 13904 ®ypaxu — OmpenensiHe CbAbPKAHUETO HA
tpunrodat,

— METOABT 3a aHaJM3, oNMcaH B T. 1 W 9 mo-Haxomy.

Len u odxBart

MeToxbT faBa BB3MOXKHOCT [a C€ OMPEICNSAT OOIIMAT U CBOOOMHHUSIT
TpuntopaH BB (ypakure. METOABT HE MpaBU pasiuka Mexay D- u
L-dbopmure.

Hpuaoun

3a ga ce ompenenan obumsaT TpuntodaH, npobdara ce XUAPOIU3UpA B
aJIKaJlHa cpella ¢ HACHUTEH Pa3TBOp Ha OapHeB XHIPOKCHUI U CE 3arpsiBa
o 110 °C B mpogpmkenne ua 20 gaca. Cien Xuaponmnzara ce mpuodaBs
BBTPEUICH CTaHAAPT.

3a ma ce ompesgenu cBOOOAHHMAT TpunrodaH, mpodaTa ce mojaiara Ha
eKCTPaKIMs B yMEPEHO KHCEna cpela NpH Haludne Ha BBTPCIICH
CTaHzapT.

TpunropanbT W BBTPEHIHUAT CTAHAAPT B XHAPOIHM3aTa WIH B
excTpakra ce onpenenst upe3 HPLC ¢ duyopecreHTeH OETEKTOp.

PearenTn

TpsiOBa na ce M3MoN3Ba JABOHHO NECTWIIMpPaHa BOJA WIIM BOJA C PaBHO-
CTOiHO KauecTBO (mpoBoaumoct < 10 pS/cm).
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3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

3.8.

3.9.

3.11.

3.14.

CraHzapTHO BewecTBO: Tpuntodan (Yucrora/chabpixanue > 99 %),
M3CYIICH BBB BaKyyM Haja (OC(OpEH HMEHTOKCHI.

BemiectBo, M3MON3BAHO  KAaTO  BBTPCIICH  CTaHAAPT:  O-METHII-
tpuntodpad (yucrora/chabpkanue > 99 %), u3cylieH BbB BaKyyM
HaJ GochOopeH IEHTOKCHI.

bapues xumpokcun okraxuapar (Buumasa ce Ba(OH),.8 H,O na ne ce
u3Jjlara NpeKkaJeHo IbJIro Ha BB3JYX, 3a Jia ce u30erne oOpa3yBaHETO
Ha BaCO;, koWTO MoOXe Ja TMompe4yd Ha OHpeeNsHeTo) (BK.
3abenexka B T. 9.3).

HarpueB xuapokcua.

Oprodocdopna kucemnna, w (w/w) = 85 %

ComnHa KHcenuHa, pyo = 1,19 g/ml.

Mertanon, ¢ uncrora 3a HPLC

IMerponen erep, nuamnazoH Ha kuneHe: 40—60 °C

PastBOp Ha HarpueB xuapokcuz, ¢ = 1 mol/l

PastBapsr ce 40,0 g NaOH (t. 3.5) BbB Boja u ce gonusa Boaa (T. 3.1)
o 1 muTep.

Conna kucenuHa, ¢ = 6 mol/l:

Bsumar ce 492 ml HCI (1. 3.7) u ce nonuBa Boja a0 | muThHp.
Conna kucenuna, ¢ = 1 mol/l:

Bsumar ce 82 ml HCI (1. 3.7) u ce nonmuBa Boxa 10 1 auTsp.

Conna kucenuna, ¢ = 0,1 mol/l:

Bsumar ce 8,2 ml HCI (. 3.7) u ce monuBa Boja 10 1 nuTHp.
Oprodocdopra kucenmna, ¢ = 0,5 mol/l:

Bsumar ce 34 ml oprodocdopHa kucenuHa (T. 3.6) u ce gonuBa Boaa
(1. 3.1) mo 1 autsp.

Konuenrpupan pasrBop Ha tpunrodau (t. 3.2), ¢ = 2,50 pmol/ml:

B mepurenna konba or 500 ml ce pasrBapar 0,2553 g tpuntodan (T.
3.2) B comna kucenuHa (T. 3.13) u ce 1ombBIBa OO IBJIHHS 00EM ChC
conHa kucenunHa (T. 3.13). Pa3tBopbhT ce cwxpansBa mpu —18 °C B
HPOJBIDKCHHE HAl-MHOTO Ha 4 CeIMHIIH.

Konnenrpupan pasrBop Ha BbTpewHus craHpapt, ¢ = 2,50 pmol/ml:

B wmepurenna komba or 500 ml ce pasrtBapsr 0,2728 g o-meTmi-
tpuntodan (t. 3.3) B comnHa kucenmHa (1. 3.13) m ce gombiaBa [0
mbaHAS  0o0eM cbc comHa kucenmHa (1. 3.13). PastBophT Ce
cpxpansiBa npu —18 °C B mpoab/keHHe Hall-MHOTO Ha 4 CeAMUIN.

Kanubpaunonen cranjapTeH pasTBOp OT TPUNTO(GAaH M BBTPELICH
CTaH/APT:

Bsumar ce 2,00 ml koHueHTpupaH pastBop Ha Tpuntodan (T. 3.15)
u 2,00 ml KOHLEHTpHpaH pa3TBOP HA BBTPELIHHUSA CTaHAApT (0
merui-tpuntodan) (1. 3.16). Paspexxnmar ce ¢ Boma (r. 3.1) u
MmetaHos (T. 3.8) MPHONU3UTENHO 1O CHIIUSA 00EM M IPUOIM3UTEIHO
J0 cbliata KoHUeHTpauus Ha meranon (10—30 %) kato Te3u Ha
TOTOBUSI XUJPOJIM3AT.

PaztBopsT TpsiOBa Jsa ObJe TPHTOTBEH HEMOCPEACTBEHO IIPEAN
yrnoTpeba.

Jla ce OCHTYpH 3allliTa Cpelly Mpsika CTbHYEBA CBETIIMHA [0 BPeMe Ha
MPHUTOTBSHETO HA Pa3TBOpA.
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3.20.

3.21.

3.22.

4.2.

4.3.

44,

4.5.

4.6.

4.7.

4.8.

5.2.

OuerHa KHCeInHa
1,1,1-Tpuxa0po-2-MeTHI-2-TIPOMaHO.
Eranonamun w (w/w) > 98 %

PaztBop ot | g 1,1,1-Tpuxmnopo-2-metun-2-nponanon (1. 3.19) B 100
ml meranon (t. 3.8).

Tlonemwxna ¢asza 3a HPLC: 3,00 g ouerna kucenuna (1. 3.18) + 900 ml
Boma (1. 3.1) 50,0 ml pasreop (1. 3.21) Ha 1,1,1-Tpuxiopo-2-meTui-2-
npomnanoin (1. 3.19) B meranon (touka 3.8) (1 g/100 ml). CroiiHocTTa
Ha pH ce kopurupa na 5,00 eranomamuu (1. 3.20). HdomsiBa ce 10
1 000 ml ¢ Boma (1. 3.1).

Amnaparypa

O6opynsane 3a HPLC cbe criekTpodryopoMeTpHyeH AETeKTop

Konona 3a Teuna xpomarorpadus 125 mm x 4 mm, C;g, mbiIHEX OT 3
Um, WIK CKBHBAJCHTHA.

pH-MmeTBp.

[MonunpornunenoBa kojiba ¢ obem 125 ml, ¢ MHPOKO T'BPIIO W BUHTOBA
Karayka.

Mewmbpanen duntep, 0,45 pum.

Asrokias, 110 (= 2) °C, 1,4 (= 0,1) 6apa

MexaHuyHa KiaTauyHa MallMHAa WIM MarHUTHa ObpKaka.
Muxkcep Vortex

Ipouenypa
Tloozomoska na npobume

[IpobGata ce cMuna, Taka 4e jJa MOXKeE Jia MPEMUHE TIPe3 CHTO C OTBOPH
0,5 mm. Ilpobure c romsiMa BI@KHOCT TpsiOBa 1da Ce HM3CYyHIaT Ha
BB3/yX MpH Temmeparypa Haii-maoro 50 °C mim upe3 nuoduinsamnus
npeau cMuwianero. IIpoOute ¢ BHCOKO ChAbpKAHHE HA MACTHH
BEIIeCTBA C€ TOJJaraT Ha eKCTpakuus ¢ merpoieH erep (T. 3.9)
npeau CMHIIAHETO.

Onpeoensine Ha c80000HUsi mpunmogan (exkcmparm)

Ipererns ce ¢ Toynoct a0 1 mg noxaxoxsmo koiaudectso (1—5 g) or
nozarorseHara mpoba (r. 5.1) B koHycoBuaHa koinba. IIpubassar ce
100,0 ml comna xucenuna (r. 3.13) u 5,00 ml koHueHrpupan
pasTBOp Ha BbTpemHus crtaHpapr (r. 3.16). PaszObpkBa ce mnm ce
pasmMecBa B IpoabibkeHMe Ha 60 min ¢ MeXaHM4YHa KiaTayHa
MallMHa WIM WIA ¢ MarHutHa Obpkanka (1. 4.7). OcrtaBs ce cenu-
MEHTBT Ja ce yram M ¢ nunera ce npexBbpiaar 10,0 ml or cymep-
HaraHTa B OexepoBa uama. [IpuGassar ce 5 ml oprodocdopna
kucennna (1. 3.14). Kopurupa ce pH mo 3, xaro ce wusnosssa
HarpueB xuiapokcua (1. 3.10). IIpubaBst ce JOCTATBYHO KOIMYECTBO
meranosn (1. 3.8), 3a Jga ce NOCTUTHE KOHIEHTpamust wmexay 10
u 30 % wmeraHon B KpaiiHus obem. Cmecra ce HpexBbpIs B
MepHTeNHa Koiba ¢ MoAaxo[sm obeM M ce pa3pexaa C Boaa [0
JOCTHraHe Ha HeoOXoauMmus 3a Xpomarorpapusara obem (mpudin-
3UTENIHO €IHAKBB C TO3H HA KAIUOPALMOHHHS CTAaHIAPTCH Pa3TBOP
(t. 3.17).

Hsikonmko MUIMIMTpa OT pasTBopa ce (GUTpHpaT mpe3 MeMOpaHeH
¢unTep or 0,45 pm (1. 4.5) mpean na ObIAT BOPBCKAHH B KOJIOHATa
3a HPLC. IlpucrsmBa ce KbM eTama Ha Xpomarorpadusra B ChOT-
BETCTBHE C Touka 5.4.

CraHJapTHUSIT Pa3TBOP M CKCTPAKTHTE CIie/IBA Ja CE MassT OT MpsKa
CITbHYEBA CBETJIMHA. AKO HE € BB3MOXKHO JIa C€ aHANM3UPAT B CHIIUS
JICH, eKCTPAKTUTEe MOTaT Ja Ce ChXpaHsBar mpu Temrmeparypa 5 °C 3a
Hali-MHOTO 3 IHH.
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5.3.

5.4.

Onpedensine Ha 06WOMO KOIUHECME0 Mpunmoghan (Xuopoauzam,).

IIpererasat ce ¢ Tounoct no 0,2 mg mexay 0,1 u 1 g or moarorseHara
npoba (t. 5.1) B monunponuieHosa konoda (1. 4.4). Ilperernenara vact
ot mpobara TpsOBa ma chabpxa okoio 10 mg azor. [obassat ce 8,4 g
OapueB xuapokcua okraxuapat (1. 3.4) u 10 ml Boga. CecTaBkuTe Ce
pa3mecBar ¢ mukcep Vortex (T. 4.8) wiu ¢ MarautHa Obpkanka (T. 4.7).
Tlokputusr ¢ Tednon mMarHut ce ocraBsi B cMecta. CTEHUTE Ha Chja ce
n3mnaksaT ¢ 4 ml Boxma. ITocTaBs ce BUHTOBAaTa Kamadka M Kosbara ce
3aTBapsi, Oe3 ja ce 3arsra kamaukara. [IpexBbpis ce B aBTokiaB (T.
4.6) c Bpsila Boja U ce ocTaBs Ha napa 3a 30—60 min. ABTOKJIABBT ce
3aTBapsi U ce BKIOuUBa Ha Temmeparypa 110 (+ 2) °C B mpoabiokeHHe
Ha 20 gaca.

Ipenu oTBapsiHETO Ha aBTOKJIAaBa TEMIEpaTrypara ce HaMalsiBa 10
manko mox 100 °C. 3a nga ce usberHe kpucranusanusi Ha Ba(OH),.8
H,0, xbM 3arpstata cmec ce npubasst 30 ml Boja cbe cTaiiHa Temrie-
parypa. Jleko ce paskmamia win paszospksa. [Ipubasst ce 2,00 ml ot
KOHIIEHTPUPAHHs ~ pa3TBOP Ha BBTPEIIHMS  CTaHAapT  (o-MEeTHII-
tpuntodan) (t. 3.16). ChIoBeTe ce OXJaxaaT BbB Boja/lie/ieHa BaHa
B IPOAbIDKeHHE Ha 15 min.

Cnen toBa ce mpubaBit 5 ml oprodocdopHa kucenuna (1. 3.14).
CbIbT ce IbpKHM B OXJAXKIAIIATAa BaHA M ChABPKAHUETO Ce HEyTpa-
mazupa c¢bc HCI (1. 3.11), karo ce Obpka HempkbcHaTto M pH ce
xopurupa 10 3,0 ¢ nomormra va HCI (t. 3.12). IIpubass ce goctarbuHO
KOJIMYECTBO METAaHOJN, 3a Ja €€ JOCTHI'HE KOHLEHTpaius Mexay 10
u 30 % wmeranon B KkpaiiHus oOem. IIpexBbpist ce B MepHTeNnHA
Kosba ¢ moxxomiu; obeM M ce pa3pekaa ¢ BOAA OO JOCTUraHe Ha
obema, HeoOxoxuMm 3a xpomatorpadusra (Hampumep 100 ml). [{obGa-
BSIHETO HA METAHOJI He TpsiOBa Ja MpeIu3BHKA yTasBaHE.

Hskonko munmmnutpa OT pastBopa ce QuTpupar mnpe3 MemOpaHEeH
¢unrsp or 0,45 pum (1. 4.5) npeau na ObAAT BIPBCKAHM B KOJIOHATA
3a HPLC. IlpucrbmnBa ce KbM eTama Ha Xpomarorpadusra B ChOT-
BETCTBHE C Toyka 5.4.

CranfapTHHAT Pa3TBOP M XUJPOJIU3ATHTE TPSAOBA Ja ce MassaT OT IpsiKa
CI'bHYEBA CBETJIMHA. AKO HE € BB3MOKHO Ja CE aHAJIM3MpaT B ChIIUA
JIeH, XUJIPOJIM3aTUTE MOraT Jia ce ChXpaHsBaT npu temmneparypa 5 °C B
NPOABIKEHHE Hali-MHOIO Ha 3 JIHH.

Onpeoensane ¢ nomowma Ha HPLC

JlaBar ce CleQHUTE YKa3aHHs 3a YCIOBHATA Ha MPOBEXKAAHE Ha
M30KpaTHO enyupaHe. MoraT Ja ce H3I0J3BaT U JPYTd [apamerpH,
Opy  YCJIOBHE 4e JaBaT paBHOCTOWHM pe3ydaratd (BXK. ChIIO
3a0enexku 9.1 u 9.2):

Kosiona 3a Teyna xpomaror- 125 mm x 4 mm, C;g, mbiHex oT 3

padus um, wiu ekBuaieHt (1. 4.2):
Temneparypa Ha KojOHaTa:  cTaliHa TemrepaTypa
Ionsmwxua daza (1. 3.22): 3,00 g ouerHa kucenuHa (1. 3.18) + 900

ml Boga (t. 3.1) + 50,0 ml pazrBop (T.
3.21) wna 1,1,1-tpuxaopo-2- mermi-2-
nporanos (1. 3.19) B meranon (t. 3.8)
(1 g/100 ml). Croitnocrra Ha pH ce
kopurupa Ha 5,00 eranomamuH (T.
3.20). HdombaBa ce no 1 000 ml cBona

(t. 3.1)
CKopocT Ha W3THYaHE: 1 ml/min
O0wmo Bpeme: npubnusuTentHo 34 min

JbiokuHa Ha BbIHATa 3a  BB30yxaaHe: 280 nm, usnbuBane: 356
OTKpHUBaHE: nm.

Ob6eM Ha BIPBCKBaHE 20 pl
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M3unciasBane Ha pesyjJraTure

KomnuectBoro Tpunrtodan (X) ce m3umucissa B g Ha 100 g npoba.

7A><B><V1XC><V2 x M
T CxDxV; x 10000 x m

A = nMKOBa IUIONII HA BBTPEIIHMS CTaHJIApT, KaJMOpAlMOHEH CTaH-
napreH pasrBop (1. 3.17)

B = nmkosa miom Ha Tpunrodana, eKkcpakT (T. 5.2) WIM XUAPOIU3aT
(1. 5.3)
V, = obem B ml (2 ml) Ha KOHLEHTPUPAHHUs PA3TBOpP Ha TpUNTO(DaH

(1. 3.15), npubaBeH kbM KanuOparuoHHUs pa3tBop (T. 3.17)

¢ = koHueHtpauus B pmol/ml (= 2,50) Ha KOHLEHTPUPAHUS Pa3TBOP
Ha tpunrodan (r. 3.15), npubaBeH KbM KanMOpAMOHHUS
pastBop (1. 3.17)

V, = obem B ml Ha pa3rBopa Ha BwTpemHus craHgapt (t. 3.16),
npubaBeH kbM ekcrpakrta (T. 5.2) (= 5,00 ml) unm kpM XHIPO-
ma3ata (1. 5.3) (= 2,00 ml)

C = nuKoBa IUION[ HA BBTPENICH CTAaHAApT, eKCTpakT (T. 5.2) win
xuaponmsar (1. 5.3)

D = nmkoBa mwiomr Ha TpunTtodaH, pa3TBOP HA KaIUOpaIrMOHEH
cranaapt (1. 3.17)

V; = obem B ml (= 2,00 ml) or KOHIEHTpHpaHUsI pPa3TBOp Ha
BbTpelHus ctanaapt (T. 3.16), npubaBeH KbM KaauOpannOHHUS
cranaapreH pasrBop (1. 3.17)

m = Terio Ha mpodaTa B g (KOPUTUPAHO, 33 Jia Ce MOIyYH HAvaTHOTO
TErJ0, aKko MPOAYKTHT € M3CYLICH W/WiIK 00e3MacieH)

M = mornekyiHO Teryo Ha Tpuntodana (= 204,23 g/mol)

IMosTOpsIEMoOCT

Pa3nukata B pesynrature OT [BE IapallelHH ONpeNelsHHs Ha eHa U
chbila npoba He TpsadBa 1a HanxBwpisA 10 % oT Hal-BUCOKMS pe3ynTaT.

Pe3yJ1TaTl/l OT CbBMECTHO H3CJICABaHE

Bemie opraHusupaHo CBBMECTHO u3cie/iBaHe (4-TO CpaBHEHHE) Ha
pauuiie EC, npu koeto Tpu npobu Osixa MOUIOKECHH Ha aHAIU3 B
12 maGoparopun ¢ uen cepruduIMpaHe Ha METOAA 3a H3CIIC/IBaHE
ype3 Xuaposusza. bsixa HampaBeHH 5 e[HAKBM aHalM3a Ha BCsKa
npoba. PesynraTure ca ImpeAcTaBeHH B CIeAHATA TabnuLa:

TIpoba 1 Tlpoda 2 TIpo6a 3
Dypax 3a (Dgl; a())!gaasae;BE}_{e Konuenrpupan
CBHHE TpunTodan (bypax 3a cBHHE
L 12 12 12
n 50 55 50
Cpenna croiHOCT B g/ 2,42 3,40 422
kg
s, [g/kg] 0,05 0,05 0,08
r [g/kg] 0,14 0,14 0,22
CV; [%] 1,9 1,6 1,9
Sk [g/kg] 0,15 0,20 0,09
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TIpoba 2
Ipoba 1 P IIpo6a 3
Dypax 3a cBUHE
Dypax 3a P Konuenrpupan
¢ nobasen L-
CBHHE (dypax 3a cBUHE
Tpunrodax
R [g/kg] 0,42 0,56 0,25
CVy [%] 6,3 6,0 2,2
L = Opoii Ha nabGoparopuuTe, Mpenaid pe3yaTati
n = Opoil Ha 3ama3eHUTEe WHAMBHIyaIHH PE3yJITaTH CJeJ CIMMHHHUpAHEe Ha
OTKIJIOHSIBAIIIUTE ce CTOWHOCTH (ompeaeneHu upe3 TectoBere Ha Cochran
n Dixon)
S, = CTaHIapTHO OTKJOHCHHE HAa MOBTOPSEMOCTTA
SgR = CTaHJApTHO OTKJIOHEHHE Ha BBH3IMPOM3BOIMMOCTTA
r = MOBTOPSIEMOCT
R = BB3npousBoguMoCT
CV, = xoeHIMEHT Ha BapualMs Ha IOBTOpPAEMOCTTa, %

CVy = xoeduIMEeHT Ha BapHalus Ha BB3NMPOU3BOAUMOCTTA, %o

bemre opraHusupaHo Apyro CbBMECTHO H3cienBaHe (3-TO CpaBHEHME)
Ha paBHuuie EC, npu koeto JBe npoOu 0sxa MOJJIOKEHH Ha aHalu3 B
13 nabGoparopuu ¢ nen cepruduIMpaHe Ha METOAA 32 EKCTPAaKLIUS Ha
cBoboneH Tpuntodan. bsxa HampaBeHH 5 eJHAKBH aHAIM3a Ha BCSAKA
npoba. PesynraTure ca mpeicTaBeHd B CIeAHATa TaOnULa:

TIpo6Ga 4 Tpota 5
Cmce or CMec OT TNIIEHHIA U COSt
(= mpoba 4) ¢ mobasen
[HHHCHHIE L COT | rroan (0,457 g/kg)
L 12 12
n 55 60
Cpenna croiiHocT B g/kg 0,391 0,931
s: [g/kg] 0,005 0,012
r [g/kg] 0,014 0,034
CV, [%] 1,34 1,34
Sk [g/ke] 0,018 0,048
R [g/kg] 0,050 0,134
CVy [%] 4,71 5,11
L = Opoit Ha maboparopunTe, Mpetaad pe3yaTaTd
n = Opoil Ha 3ama3eHMTE MHIMBUIYAHH DPE3YJNTaTH CIE] EIMMHHMPAHE Ha

OTKJIOHSIBAIIIUTE CE€ CTOWHOCTH (onpez[eneHM 9gpe3 TECTOBETEC Ha Cochran

u Dixon)
S, = CTaHJapTHO OTKJIOHEHHE Ha ITOBTOPSEMOCTTA
Sk = CTaHZAPTHO OTKJIOHEHHE Ha BB3IPOM3BOIUMOCTTA
r = IOBTOPSAEMOCT
R = BB3mpomsBoaumoct

CV, = xoeduuueHT Ha Bapuauus Ha MoBTOpsemMocTTa, %
CVR = KOe(HIMCHT HAa Bapualys Ha BB3MPOU3BOAUMOCTTA, %

Bemre opraHu3mpaHo Opyro CpaBHHUTEIHO m3cieaBaHe Ha pasumie EC,
Py KOETO YeTHpH NpoOu Osixa MOMIOKEHM Ha aHanmu3 B 7 Jjabo-
paropun ¢ uen ceprudunMpane Ha TpunTodaH 3a Xumponusza. Pesyi-
TaTHTE Ca MPEACTaBeHH IO-I0y. bsixa HampaBeHW 5 eIHAKBU aHAIN3a

Ha BCsIKa Tpoda.
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9.2.

Ipoba 2
TpoGa 1 Pu6uo Gparno ¢ Ipoba 3 MpoGa 4
dypaxna cMecka HHCKO CocBo Gpao O6e3maciieHo
3a ceune (CRM | CPAPPXKaHue Ha MIBIKO Ha Ipax
17 AR (CRMIII9) 1 (crM 120)
(CRM 118)
L 7 7 7 7
n 25 30 30 30
Cpenna CTOHHOCT 2,064 8,801 6,882 5,236
B g/kg
s: [g/kg] 0,021 0,101 0,089 0,040
r [g/kg] 0,059 0,283 0,249 0,112
CV; [%] 1,04 1,15 1,30 0,76
Sr [g/kg] 0,031 0,413 0,283 0,221
R [g/kg] 0,087 1,156 0,792 0,619
CVy [%] 1,48 4,69 4,11 4,22
L = Opoii Ha nmabGoparopunTe, Mpenaad pe3yaraTiu
n = Opoil Ha 3amaseHWTe WHIMBHAYAIHH PE3yJITaTH Clei CIMMUHHPAHE Ha OTKJIOHSBAILNTE Ce
croiiHocTr (ompenesnenn ype3 tectoBere Ha Cochran m Dixon)
S, = CTaHJapTHO OTKJIOHEHHE Ha ITOBTOPSEMOCTTa
Sk = CTaHZAPTHO OTKJIOHEHHE HAa BBH3IPOM3BOJUMOCTTA
r = MOBTOPSIEMOCT
R = BB31pOU3BOAUMOCT
CV, = xoeduuueHT Ha Bapuauus Ha MOBTOpseMocTTa, %

CVg = xoeHIMEHT Ha BapualMs Ha BB3IPOM3BOAUMOCTTA, %

3abesieskKu

CriefHUTE CHELMAIHU YCJIOBHS 3a Xpomarorpadus MoraT Ja J0BenaT
JI0 T0-100p0 pasrpaHuyaBaHe Ha TPHUITO(GAH U O-METWI-TPUNTO(DAH.

W30KkpaTHO edyHMpaHe C IOCICABAIIO TPAAMCHTHO IOYMCTBAHE Ha
KOJIOHATA:

Komona 3a Tewna xpomaror- 125 mm x 4 mm, Cig, IBIHEX OT

padwust: 5 um WM eKBUBAJCHTHA

Temmeparypa Ha KOJIOHATa: 32 °C

IMoxBwxkHa asa: A: 0,01 mol/l KH,POy4/meraHoOMI,
95 + 5 (V+V).

B: Meranon

IIporpama 3a rpaauenra: 0 min 100 % A 0 % B
15 min 100 % A 0 % B
17 min 60 % A 40 % B
19 min 60 % A 40 % B
21 min 100 % A 0 % B
33 min 100 %9 A 0 % B

CKOpOCT Ha W3THYaHE: 1,2 ml/min

O6mio Bpeme: npubau3uTeaHo 33 min

Xpomarorpadusita Bapupa cnopen tuna HPLC u cmopen marepuana,
M3IM0J3BaH 3a 3aIlBJIBAHETO Ha KOJOHAaTa. M30paHarta cuctema TpsiOBa
Ia MOXKE Ja pasrpaHnud TpunrodaHa OT BBTCIIHHS CTaHIAPT Ha
paBHHIIETO Ha Ga3oBata JuHHA. OCBEH TOBa € Ba)KHO NMPOAYKTUTE Ha
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9.3.

1.1.

1.2.

1.3.

2.2.

pasnmaraHeTo Ja ce pasfeniaT moOpe oT TpunTohaHa U BBTPEUIHUS
crapaapt. V3cienBar ce xuaponmsaTH 0e3 BBTPEIICH CTaHAApPT, 3a Ja
ce mpoBepu 0a3oBaTa JIMHHA 332 NPUMECH NP HaJIW4YMe Ha BBHTPELICH
craHmapt. BaxHO € cBIO Taka € BpEeMETO 3a CIyHpaHe Ja ¢
JIOCTaThYHO IIPOJBDKUTENHO, 32 Ja NMa BB3MOXKHOCT 3a ellynpaHe Ha
BCHYKM NPOAYKTH HA pa3jaraHeTo, B IPOTHBEH CIy4ail KbCHHUTE
IIMKOBE, TMOPOJICHH OT EIYHUPAHETO, MOraT Ja UHTep(epupaT ChC Cle-
BaI[UTEe XPOMATOrpa()CKU ONepaIii.

B pabortHmst nuama3oH xpomarorpadckara cucremMa TpsOBa Jia MOKaxe
IuHelHa peakuus. JIuHeiiHaTa peakuus ce U3MEpBa IMPH I[IOCTOSIHHA
KOHLCHTpaus (T.e. HOpMajHAa KOHLCHTPAlMs) Ha BBTPELIHUS
CTaHAAPT M IPU Pa3IMYHM KOHIEHTpAaLMKM Ha TpunTodaHa. BaxHo e
BHCOYMHATA HA IHMKOBETE Ha TpunrodaHa M Ha BBTPEIIHMS CTaHAAPT
la ce HaMHMpa B JIMHEHHMs auana3oH Ha cucremara HPLC/¢uyopec-
LIEHTHATa cHcTeMa. AKO NMUKBT WIHM IIMKOBETE Ha TpUNTO(paHA W/WIN HA
BBTPEIIHUSl CTaHIApT Ca HPEKaJeHO HHUCKH WU IPEKaJIeHO BUCOKH,
QHAIM3BT Ce MOBTapsi ¢ Mpoda C pa3iuyHa rOJEMHHA W/WIM H3MEHEH
KpaeH o0eMm.

bapues xuopoxcud

C TeyeHHWE Ha BPEMETO Pa3TBApSHETO Ha OapHEBUAT XUAPOKCH] CTaBa
Bce moO-TpyaHo. ToBa BOAM 10 MBTEH pa3TBOpP IIPH OIpEACISHE C
HPLC, xoero moxe ma noBene A0 cilabu pe3yiraTd 3a Tpunrodasa.

K. OIIPEJEJISIHE HA CYPOBU MACJIA 1 MA3BHUHU
Len u odxBart

HacrosmusaT MeToabT COyXH 3a ONpelelsiHe Ha ChIbP/KAHMETO Ha
CYpOBH Maclla ¥ Ma3HHHU BBB (ypaxuTe.

H3non3BaHeTo Ha JBeTe pasMIeNaHd I0-J0JIy IPOLELYPU 3aBUCH OT
XapakTepa U cbcTaBa Ha (ypaka M IPUYMHATA 3a M3BbPLIBAHE Ha
aHaJIN3a.

3a ompenensiHe CHIABPKAHUETO Ha CYpPOBH Maclla M MasHMHM B
MaclolaiiHK CceMeHa M IUIOJIOBE, KAaKTO U BbB (ypaku, KOHMTO
chabpkar Hag 15 % cypoBM Macia WM Ma3HHHHM, CGKCTPaKIHsTa
clle[Ba J]a Ce M3BBPIIBA IOCPEACTBOM Mpoleaypa A, a IOBTOpHATA
EKCTpaKIusi — HmocpencTsoM mpouenypa b (1. 5.3).

[Iponienypa A — JIMpeKTHO eKCTaXUpyeMu CYpOBH Macja U Ma3HUHU

Hacrosiumsr MeTon € mNpuwiIoKuM 3a (QypakHH CYpPOBUHH OT
pACTUTEJNICH TIPOM3XOJ], C M3KIIOUCHHE Ha BKIIIOUEHHTE B 00XBaTa Ha
npouenypa b.

TIpouenypa b — OO0 chabpkaHue Ha CypOBH Macjia M Ma3HHHU

Hacrosimusar Meron € mpuwiokuM 3a (ypakHH CYypOBHHH OT JKHBO-
TUHCKU TIPOU3XOJ] M 3a BCHYKUM KoMOuHMpaHu ¢ypaxu. Toil TpsOBa
Ja Cce M3I0/I3Ba 3a BCUYKM CYPOBHHM, OT KOMTO Macjata |
Ma3sHMHHTE HE MorarT Ja ObJaT eKCTpaxupaHW HaIlbJIHO, 0e3 mpean
TOBAa Jla CE€ OCBINECTBH XWaposim3a (Hamp. TIyTeH, Mas, KapTo(heHH
NIPOTEMHU W TPOJYKTH, IO/UIeKAIIN Ha MpepadoTka KaTto eKCTpy-
JMpaHe, CIUIECKBAaHE W HarpsiBaHe).

Tvaxysane Ha pesynmamume

BbB BCHUKHM Cllydad, KOraTo pe3yJTaThbT, MOJNYYEH IPU M3II0JI3BaHE HA
npouenypa b, e mo-Bucok oT momydeHus HO Hpoueaypa A, 3a
JeHCTBUTENIEH Ce IpHUeMa Pe3yNTaThT OT mpouenypa b.

Hpusoun
Ilpoyeoypa A

Hp06aTa C€ moJjiara Ha €KCTpaKlus C MNETPOJICH €TEP. PaSTBOpI/ITeHHT
C€ meCTUIHMpa, CJICA KOCTO OCTAaThKBT CE€ HM3CylIaBa W ITPETETJIA.

Ilpoyeoypa b

IIpobGara ce o0OpaboTBa ChC CONHA KHCENWHA IO JCHCTBHETO Ha
tornHa. CMecra ce oxiaxaa u (aurpupa. OCTaThbKbT Ce H3MHUBA,
M3CylIaBa M Ce IMOJ/ylara Ha OIpEACIsSHE Ha ChIBPKAHHUETO B CHOT-
BETCTBHE C Mporenypa A.
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3. PearenTn

3.1. [letponen erep, nuamazon Ha kunene: 40—60 °C. bpomHOTO uYMCIO
TpsiOBa ma Obae mox 1, a ocTaThKbT NpH H3MapeHne — nox 2 mg/100
ml.

3.2. Harpues cyndar, 6e3BozeH.

3.3. Conna kucenuna, ¢ = 3 mol/l.

3.4. CrnomararesHo CcpeAcTBO 3a (uiarTpupaHe, Hamp. HH(Y30pHA IPBCT,

Hyflo-supercel.

4. Amnaparypa

4.1. Excrpakionen anapat. KoraTo eKCTpakIMOHHUSAT amapar e cHaljeH
cbc cudon (amapar Ha Cokcier), CKOpOCTTa Ha OOpaTHUS IOTOK
TpsiOBa 1ga Obae TakaBa, ye Jga ce moiydaBar okono 10 mukbia Ha
4ac; KOraTo amnaparbT HE € OT CH(OHEH THIl, CKOPOCTTa Ha OOpaTHUA
HnoToK TpsibBa jga Obae okono 10 ml B MuHyTa.

4.2. ExcTpakiimoHHM TWII3H, HE3aMBPCEHH C BEIecTBa, pa3TBOPHMH B
HETPOJIEH €Tep M ¢ MPOIYCKINBOCT, KOATO OTrOBapsi Ha M3MCKBAHMATA
B T. 4.1.

4.3. CymmiaHs WM BaKyyMHa CYyLIMJIHS, HactpoeHa Ha 75 + 3 °C wm

BB3IyIIHA reml, HacTpoeHa Ha 100 = 3 °C.

5. [pouenypa
5.1. IIpoyeoypa A (sxc. m. 8.1)

Iperernar ce 5 g or mpobara ¢ TOYHOCT 10 1 mg, MPEXBBPIST ce B
eKcTpakunoHHa Twi3a (T. 4.2), KOATO ce 3aKpuBa C TMaMydeH TaMIIOH,
0 KOWTO HE TpsOBa Ja MMa Ma3HHUHH.

I'mizara ce nocrasst B ekcrpakropa (T. 4.1) U ce MpoBexkIa eKCTPaKIHs
B IIPOJBbJDKEHNE HA LIECT Yaca ¢ nerpoieH erep (T. 3.1). ExcTpakrsT oT
HEeTPOJIHUSL eTep ce cbOupa B cyxa mpereryieHa Koiuba, B KOATO ca
nocraBeHd mnapyenna nemsa (1).

PastBopuTensT ce orcrpaHsBa upe3 jectwiaimsa. OCTaTBKBT —ce
U3CyllaBa, KaTo ce OCTaBH Kojbara 3a 4ac M IOJOBHHA B CYIIMIHATA
(1. 4.3). OcraBg ce ma ce OXJaAl B EKCHKATOp W C€ TPETerJis.
W3cymaBa ce oTHOBO B mpoabkeHre Ha 30 min, 3a a ce rapaHTupa,
4e TEerJoTo Ha MacjaTa W Ma3HHHHTE 1€ OCTaHe IOCTOSIHHO (3arybara
Ha TErJI0 MEXJIy JIBE IOCJISOBATEIHU MpPETErysiHusl TpsiOBa na Oble
Mo-Majka WM paBHa Ha 1 mg).

5.2. Ilpoyeoypa b

IIperernsar ce 2,5 g ot mpobata ¢ TounocT 10 | mg (Bk. T. 8.2),
mocTaBAT ce B OexepoBa wama oT 400 ml mwim KoHycooOpa3Ha Koida
or 300 ml u ce no6asst 100 ml conna kucenuna (t. 3.3) u mapueHna
nem3a. bexepoBara uamra ce MOKpUBa ChC CTBKIJIO 33 HAOIIOJICHHE WK
Ha KOHycooOpa3Hata Koyba ce mocrtaBsi oOpateH xiaaHuk. Cmecra ce
OCTaBsl Jla 3aBpH JIEKO HaJ cla0 IUIaMbK WIM KOTJIOH U C€ 3a/pbiKa
Taka eauH yac. He TpsiOBa ;a ce mo3BoisiBa Ha MPOJAYKTA Ja MOJENBa
M0 CTEHUTE Ha ChJA.

CpabpkaHHETO ce OXJaxknaa, jobaBst ce TonkoBa ¢uiarparop (T. 3.4),
KOJIKOTO € JIOCTaTh4YHO, 3a [ia CE MPEIOTBPATH 3arybara Ha Macjio WIH
Ma3HMHA 10 Bpeme Ha ¢unrpupaHero. Cmecra ce ¢uirpupa npes
HaBJIAXKHCHA, 4YHCTA OT Ma3HMHM JBOHHAa (GUITBPHA  XapTHUs.
OcCTaThKBT Ce U3MHBA B CTyJCHA BOJA JO IIOITy4aBaHE HA HEYTPAJICH
¢unrpar. IlposepsiBa ce pamu (QUIATPATBT HE ChAbPKA Maclla WU
MasHuHH. Hamudmero MM IOKa3Ba, 4e HpeAd XHAPOIU3aTa Ipobara
TpsibBa Ja ObJe eKCTpaxupaHa C IETPOJICH eTep, KaTo Ce U3IOoN3Ba
npouenypa A.

JlBoitHaTa (QUIATHPHA XapThsl C OCTaThKa CE MOCTABS BBPXY CTBHKIO 3a
HaOMIOICHNe M Ce CyIIM B TNPOABDKEHHE HA Yac W IOJOBHHA B
cyumnas (1. 4.3) mpu 100 °C + 3 °C.

(") Koraro mMacioro win Ma3HHHATa TpsiOBa ciejl TOBa Ja ObJAaT MOUIOKEHH HAa M3IHTAHMS
3a KayecTBO, BMECTO MapYCHI[a IeM3a CE M3I0JI3BAT CTHKJICHH TOIYETa.
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5.3.

JIBoifHaTa (PUITHPHA XapTHSA ChC CYXUsS OCTATBK CE IMOCTABS B CKCTPaK-
IMoHHa Twisa (T. 4.2) W ce NMOKpUBAa C YUCT OT Ma3HHHU IIaMyd4eH
tamnoH. ['mi3ara ce mocras B excrpakropa (T. 4.1) u ce mporuenupa,
KaKTO ¢ II0COYCHO BBB BTOPH M TpeTH Haparpad or Touka 5.1.

Ilpoyeoypa A u nosmopnama excmpaxyus upes npoyeoypa b.

3a ompexessiHe ChABPKAHHETO Ha CYpPOBH Maciia W MasHHHH B
MaclofaiiHi CceMeHa | IUIOJI0BE, KaKTO W BBB (ypaxkd, KOUTO
chabpkar Hax 15 % CcypoBH Macia WM MasHHHH, CGKCTPaKIHATa
clieBa J]a Ce HM3BBPIIBA IOCPEIACTBOM MpoIeaypa A, a IOBTOpHATA
SKCTPaKLUUs — IOCPEACTBOM Ipouenypa b.

ToBa o3HauaBa ue ciex eKCTpaKIusITa ¢ MEeTposieH eTep (mporenypa A)
OCTAaTBKBT WJIM YACT OT OCTaThKa Ce EKCTpaxupa MOBTOPHO ChC COJIHA
kucenuHa (mponenypa b). ChabpkaHneTo Ha CypoOBH Macia U Ma3HHHU
€ paBHO Ha cOopa OT pesynrarure OT mpoueaypu A u b:

I/I3pa3ﬂBaHe Ha pesyJjTaTa

Ternmoto Ha ocTaThbka ce H3pa3sBa Karo IPOLEHT OT TErJOTO Ha
npobata.

IloBTOpsieMocT

Pasnukata MEKAy pes3yiaTaTuTe OT JBE IapajieliHd  ONpPEAEIISHUS,
M3BBPIICHH C €Ha W Chlla Mpoda, OT €AWH W ChII JIADOpaHT, He
TpsiOBa Ja Ha/BUIIABA:

— 0,2 % xaro abcomroTHa CTOWHOCT, NpU CBAbPKAHME HA CYPOBHU
Maclia U MasHHHH 1I0A OT 5 %,

— 4,0 % ot Haii-BHCOKHs pe3ynTaT 3a chabpxkaHue oT 5 1o 10 %,
— 0,4 % xaro abCoJIOTHA CTOWHOCT, MpU Chabpkanue Hax 10 %.

3abesieskKu

Ilpu npomykTH ¢ BHCOKO ChABP)KAHHE HA Macia M Ma3HUHH, KOMTO
TPYIHO C€ TpoLIaT WM He ca MOAXOMINIM 32 IMOJNydyaBaHe Ha
XOMOTEeHHA pelylupaHa nmpoda 3a aHaim3, ce MPOIeaAnupa KaKTo CleBa.

Iperernar ce 20 g or npobata ¢ TouHocT g0 1 mg u ce cmecsat ¢ 10 g
WM ToBeue Oe3BojieH HatpueB cyndar (T. 3.2). [IpoBexna ce excrpa-
xupaHe c¢ nerposeH erep (T. 3.1), kakTo e yka3aHo B Touka 5.1. Kbm
HOJIy4EHHUS] eKCTPAKT ce no0aBs nerpoiueH erep (T. 3.1) no 500 ml u ce
pasmecBa. B3zemar ce 50 ml or pa3TBopa M ce IOCTaBAT B Majka cyXa
HpeTericHa Koiba, KOSTO ChIbpika MapycHIaTa Iemsa. PasrBopuresnsrt
ce OTCTpaHsABA uYpe3 IECTHIALNSA, CBHIBPXKAHHETO Ha Koibara ce
u3cylllaBa W ce HPOLEHpa, KaKTO ¢ YKa3aHO B HOCJIeRHUs maparpad
Ha Touka 5.1.

OT ocraHaausi B THJI3aTa OCTaThK OT EKCTPAKIMATA Ce OTCTpaHsBa
Pa3TBOTUTEISIT, OCTATBKBT CE HATpOIIaBa JO PasMep Ha YCTULUTE OT
1 mm, BpbIHa ce B eKCTPAKIMOHHATA I'Mi3a (1a He ce 100aBs HATPHEB
cyndar) ¥ ce HpOIeaANpa, KAKTO € yKa3aHO BBB BTOPHS M TPETHS
naparpa¢ Ha Touka 5.1.

ChIbpXKaHHETO HA Macjia U MasHHHH Ce M34YMCISIBA KaTO MPOLEHT OT
npobara, KaTo ce M3MoJ3Ba cieaHara (opmyrna:

(101’111 +m2) x5

KbBJICTO:

m; = TerjJo B TpaMOBE HA OCTaTbKa CjeJ I'bpBaTa EKCTPAaKIUSI
(aJIMKBOTHA 4acT Ha EKCTPAKTa),

mp; = TErJI0 B I'paMOBE Ha OCTAaTbhKa CJIE€A BTOpaTa CKCTPAKIIHA.
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8.2.

8.3.

8.4.

8.5.

3.2
3.3.

3.4.
3.5.
3.6.
3.7.

4.1.

4.2.

4.3.

44,
45.
4.6.

3a HIKOM IIPOAYKTH (Hanp. TaKMBa C HUCKO CBABPKAHHUC Ha Macjia U
MaSHI/IHI/I) Macara Ha Hp06aTa 3a aHaJIn3 MOXKC J1a C€ YBCJIMYH.

Moxe na e HeoOXOJMMO XpaHUTE 3a JIOMAIIHM JIFOOMMIIM C BHCOKO
BOJIHO CBIbPKAHUE J]a c€ CMecAT ¢ 0e3BOJeH HarpueB cyidar npeau
XUJIPONIH3aTa U eKCTPAKIMATa Mo mporeaypa b.

HpI/I omnucaHata B T. 5.2. npoueaypa 3a U3MHUBAHETO Ha OCTaTbKa CIICH
(bI/IHTpI/IpaHBTO MOXKE Ina € HO—e(bI/IKaCHO Ja C€ HM3I0JI3Ba TOILIa BOJa
BMECTO CTy/ICHA.

Moxe na ce HaJoXHM BpeMeTo 3a cymieHe oT 1,5 dwaca ma Obae
YBEJIMUYECHO 3a HAKOM BHAOBE (ypaku. V30srBa ce mpekaneHoTo H3Cy-
I1aBaHe, Thi KaTO TO MOXKE Ja JIOBEJE 10 3aHIKeHU pe3yiaratu. Moxe
Jla ce M3IM0JI3Ba ChIIO M MHUKPOBBIHOBA (ypHA.

W. OMNPEJEJISIHE HA CYPOBU BJIAKHA
ea u odxBaT

Hacrosimust meron JaBa BB3MOXXHOCT Jia €€ ONpeaC/ii CbABPIKAHUCTO
BbHB (bypa)KI/ITC Ha HEPasTBOPUMHU B KHUCCIU U B aJIKaJlHU Cpeau
OpraHvYHN BCUIECTBA, KOUTO HE CbABbPIKAT Ma3HUHU, 0OMKHOBEHO
O3Ha4YaBaHW KaTO CYpOBHU BJIaKHA.

MeToxpT HEe € NPHIOKHM B CIIyYail Ha JIMTHOLETYJI03a M PACTHTCICH
BbIVIEH (TBBpAE (PUHH YaCTHIIN).

Hpuanun

[IpoGara, obe3maciieHa, KOrato € HeoOXoaumMo, ce 00paboTBa mociea-
OBAaTEIIHO C KHUISAIIA pa3TBOPM Ha CsipHA KHCEIMHA U KaJueB
XHUIPOKCHJ C OmpejielicHn KOHIeHTpanuu. OCTaTbKbT C€ OTICIS upe3
¢buntpupane ¢ GUITHP OT CHHTEPOBAHO CTHKIIO, U3MHBA CE, M3CYIIIaBa
ce, IpeTeryis ce M ce OmenessiBa mpu temmneparypa ot 475 mo 500 °C.
3arybaTa Ha Terjio B pe3yiTarT Ha OICMeNsBAHETO OTroBaps Ha
CYpOBHTE BIaKHA, NPUCHCTBAIM B MPO0OATa 3a aHAIH3.

PearenTn
Csipra kucenuna, ¢ = 0,13 mol/l.
CpezctBo cpenly oOpasyBaHe Ha MsiHA (Hamp. N-OKTAHOI).

ITomomno cpencrBo 3a ¢uinrpupane (Celite 545 uiaM eKBUBAIEHTHO),
HarpsiBaHo npu Tenmeparypa 500 °C B mpoawikeHue Ha 4 uaca (T.
8.6).

AtnieToH.

[lerponen erep, auana3on Ha kumeHe ot 40 mo 60 °C.
Conna kucenuna, ¢ = 0,5 mol/l.

PastBop Ha HarpueB xuapokcua, ¢ = 0,23 mol/l.
Amnaparypa

HarpepaTenen Momys 3a U3BapsBaHE C Pa3TBOP Ha CSAPHA KMCEIMHA U
KaJIHeB XUAPOKCHUJI, CHAONEH ¢ OCHOBA 3a (uuTpyBajeH turen (T. 4.2) u
C oTBeXJalmla Tpbba € KpaHue, CBbpP3aHAa C pPeE3epBOap 3a M3XOJHA
TEYHOCT M C BaKyyMHa IIOMIIA, €BEHTYaJHO CHA0JEH C M3TOUHMK Ha
crbcTeH Bb3nyX. IIpeau ymorpeba Bceku I€H MOIYIBT Ce Harpssa B
HpOABIDKEHHE Ha MEeT MMHYTH C Bpsula BOAA.

CrpKiieH QUATPYBAJICH THUTEJl ChC 3allOCH CHHTEPOBAH IUIOCHK CTHKIICH
¢dbuntep ¢ pasmep Ha nopure 40—90 pum. Ilpenu mbpBOTO M3MOI3BaHE
dbunTepsT ce 3arpsea 10 500 °C B npoabIDKCHHE HA HAKOJIKO MUHYTH
u ce oxnaxaa (T. 8.6).

Hummeaep ¢ BMectuMmocT Hai-manko 270 ml ¢ obpareH XiagHuK,
MOAXO/AI 3a KHAIBaHE Ha BOJA.

CymmnHs ¢ TepMocTart.
Mydenna neur ¢ Tepmocrar

Mopy 3a eKCTpakuusi, ChCTOSI C€ OT OCHOBA 32 (DMITPYBAIHUS TUTEI
(1. 4.2) u TppOa ¢ KpaHUYe KbM BaKyyMHATa TOMIIa M pe3epBoapa 3a
TEYHOCT.
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4.7.

ChbeIMHUTEIIHNA TIPBCTEHH 3a CIII00SBaHE Ha HArpeBaTENHUS MOAYJ (T.
4.1), turena (1. 4.2) n mwmHIBpa (T. 4.3) ¥ 3a CBBP3BaHE HA MOJYyIa
3a cTyJeHa ekrTpakius (T. 4.6) U Turena.

IIpouenypa

IIpererns ce 1 g ot mpobara ¢ TouHoCT 10 1 Mg m ce ciara B THTeNna
(1. 4.2) (Bx. 3abenexkn B T. 9.1, 7. 92 u 1. 9.3) u ce nobGass 1 g
IIOMOIIIHO CpeNcTBO 3a (uitpupane (T. 3.3).

Crio0siBat ce MOAyIbT 3a HarpsiBaHe (T. 4.1) v QUITPYBAIHHUAT TUTEN
(1. 4.2), cnen xoeTo UMIMHABPBT (T. 4.3) ce CBBp3Ba KbM THrea.
Hamuar ce 150 ml Bpsima cspua kucenuna (t. 3.1) B criobGenure
[UINHIBD M THICI W aKO ¢ HEOOXOAMMO, Ce M00aBST HIKOJIKO KaIlKu
CpeACTBO cpelly obOpa3yBaHe Ha msHa (T. 3.2).

TeunoctTa ce HarpsiBa J0 KUIIEHe 3a 5 + 2 min U ce 0CTaBs J1a BPH IIPH
CHJIHO KuIleHe To4Ho 30 min.

OTBapst ce KpaHYeTO KbM OTBeKIamarta TpbsOa (T. 4.1) U mox Bakyym
ce QuaTpupa cspHaTa KHCeNMHA Tpe3 (UITPYBAIHMS THIeN, KaTo
OCTaThKBT Cce M3MHBa Tpu MbTH ¢ mo 30 ml Bpsma Boja, KaTo ce
CJIEN CJIefl BCSIKO M3MHBAHE OCTATBKBT Ja € (HUITPUPAH [0 CyXO.

3aTBapsi ce U3XOAHOTO KpaHue M ce Hanmusar 150 ml Bpsiy pa3tBop Ha
KanmueB xuzapokcun (T. 3.7) B CriIOOGHUTE IWIMHIABD M TUTEI U Ce
J00ABIT HSAKOJIKO KarKd CPEICTBO cpenly oOpasyBaHe Ha msiHa (T.
3.2). TeunocTra ce HarpsiBa JIO TOYKaTa Ha KUIEHE 3a 5 + 2 min u
ce OCTaBsl J1a BpU IPH CHJIHO KHuneHe TouHo 30 min. @uitpupa ce u ce
HOBTapsl MpoLeypaTa Ha H3MHUBAHE, KOSTO € M3I0J3BaHa MPH eTana Ha
00paboTKa ChC CSIPHA KUCEIIMHA.

Crne TOCHETHOTO HW3MHMBAaHE M HM3CYIIABAHE THUIEIBT C HErOBOTO
ChABbP)KAHUE CE OTIENs M Ce CBBP3BA C MOJYJIA 3a CTyJEHA eKCTPaKIHs
(1. 4.6). Ilpunara ce BaKyyMbT M OCTaTHKBT BbB (DMITPYBAIHUS THUIEI
ce u3MMBa TpU IbTH ¢ 1o 25 ml aneron (t. 3.4), KaTo ce cieau cien
BCSIKO M3MHBAHE OCTAaTBKBT Ja ¢ (yIaTpyBaH 10 CyXO.

TurenbT ce wu3CylaBa, JOKATO TErJIOTO My OCTaHE IIOCTOSIHHO, B
cymmnHs npu Temmeparypa 130 °C. Crnen Bcsko cymieHe TOH ce
OXJIaXJa B EKCHKAaTop M Obp30 ce mpereryisi. THUreasT ce mocraBs B
MydenHa Teml U ce Hojara Ha OIenesiBaHe, AOKATO TErJIoTo My
OCTaHe MOCTOSHHO (3arybara Ha TerJao MEXAy [BE II0CIIeIOBATEIHU
HpeTeryisiHus TpsiOBa 1a ObJe Mo-Manka WM paBHa Ha 2 mg) IpH
475 °C—500 °C B mpoabiokeHne Haii-manko Ha 30 min.

Criest BCSIKO HArpsiBAHE THIEIBT CE OXJIAX/A IIbPBO B IEIITA, a [OCIE B
eKCUKaTopa, Npeu 1a Obje MpPEeTeriicH.

IpaBu ce tect 6e3 mpobara. 3arybaTa Ha TErJI0 B PE3yNTAT OT OIEre-
JSIBAaHETO He TpsAOBa ja HaaBumiaBa 4 mg.

HN3uucasiBane Ha pesyjararure

ChbAbpKaHAETO HA CYPOBM BJIAKHA KATO MPOIEHT OT mpobaTa ce JaBa
OT m3pasa:

(mo 7m1) x 100
m

X =

KbACTO:

2
I

TErjao B g Ha mpodara;

B
|

= 3ary0ba Ha TerJIo B g CIe/ OllenelsiBaHe [0 BpeMe Ha ompeje-
JISIHETO;

m; = 3aryba Ha TErjao B g CJeJ OIeMelsBaHe MpH pa3Hara mpooda.
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9.2.

9.3.

9.4.

9.5.

9.6.

IHoBTOpsiemocT

PaznukaTa Mexy pe3yjiTaTUTe OT J[BE ONPEACIISHUSA, IIPOBEICHN BBPXY
elHa W ChIIa mpoda, He TpsOBa 1a HaIBHINABA:

— 0,6 % xato a0CoIIOTHA CTOMHOCT IIpU ChABbP)KAHHE HA CYPOBHU
BiakHa moxa 10 %;

— 6 % 0T HO-BHCOKATa CTOMHOCT IIPH ChIABbPXKAHUE HA CYpOBH BIIAKHA,
paBHO miy no-roiasMo ot 10 %.

Br3npoussoaumoct

Pasnukata MexIy pe3yiTaTHTe OT JBE OIpENENsHHs, U3BbPIIEHH C
efHa M cblla npoba B paziuuHM JabopaTopuu, He TpsOBa Ja
HaJIBUILIABA:

— 1,0 % xato abcoiroTHa CTOMHOCT IpU ChAbP)KAHHE HA CYPOBHU
BiakHa mox 10 %;

— 10 % or mno-BucOKaTa CTOMHOCT NHpPH CbIbPKAHUE HA CYPOBHU
BJIAaKHA, PaBHO WM MO-rossiMo oT 10 %.

3abeieskKu

Dypaxure, cpabpkamu nosede or 10 % cypoBu MazHUHM, TpsOBa na
Obaat obesmacieHu ¢ nerpoiieH erep (T. 3.5) npenu anamusza. Ouirpy-
BaJHUAT TUTEN (T. 4.2) CbC CHABPIKAHUETO CH C€ CBBP3BAa C MOJYyJNa 3a
cryzseHa ekcrpakius (T. 4.6), mpuiara ce BaKyyMbT M OCTATBKBT CE
u3MuBa Tpu mbTH ¢ 110 30 ml nerposen erep, Karo ce CIeIH OCTAaThKBT
na e GuATpupaH 0 CyXo. THUTel’bT ChC ChABPIKAHHETO CH C€ CBBP3BA
Monyna 3a HarpsiBaHe (T. 4.1) u cien ToBa ce MpoIeaupa, KakTo e
OINUCAHO B T. 5.

QypaxuTe, KOMTO HE MoOrar Ja ObBJIaT MOMIOKEHH INPSIKO Ha
excrpakuusi ¢ metposieH erep (1. 3.5), cnenBa a ObaaT obe3maciieHu,
KaKTo € yka3aHo B T. 8.1, W ciel u3BapsiBaHe B KHCENIMHA Ja ObaaT
obe3macnenu oue BenHbK. Cien U3BapsBaHETO B KHCENIHMHA U IOCHEN-
BAall[OTO HM3MHBAHE THIEIBT ChC CHIABPIKAHHETO CH C€ CBBP3BA KbM
MOJIyNa 3a CTyJeHa eKCTpakius (T. 4.0) W ce M3MHBAa TPH IBTH C TIO
30 ml ameron, ciex Koero ce u3MmBa ome Tpu mbtu ¢ mo 30 ml
nerposieH erep. Puitpupa ce A0 CyXO HOA BaKyyM M QHAIU3BT Ce
NPOBIDKABA, KAKTO € OIHCAHO B T. 5, KaTO ce 3all0YHe C TPETHUPAHETO
C KallMeB XUJIPOKCHIL.

Axo QypaxsT chabpka noBede OT 5 % KapOOHATH, M3pa3eHH KaTo
KanueB KapOonar, turemnsT (T. 4.2) ¢ mpererieHarta mpoda ce
CBBbp3Ba KbM Moayia 3a HarpsiBane (1. 4.1). IlpoGarta ce m3muBa Tpu
mbti ¢ 1o 30 ml comna kucenuua (1. 3.6). Crex BCsiko 100aBsiHe Ha
KUCEJIMHA CE M3YaKBa OKOJIO MHHYTa INPEAd Ja ce 3amouHe (QUiITpu-
paneto. [Ipobara ce m3muBa eamd mbT ¢ 30 ml Boga, cien KoeTo ce
mporeIupa, KakTo € OMUCAaHO B T. 5.

Axo ce m3mom3Ba ypea BbB (opmaTa Ha CTaTUB (HSAKOJIKO THresa,
CBBP3aHM KBM €IMH MOAYJ 3a HarpsBaHe), HE MOXE B PaMKHTE Ha
elHAa M ChIA Cepust Ja Ce MPOBEXKIAT IBE OTACIHH ONpPEICIISTHUSL
BBPXY €/1Ha M Chlla Ipoda 3a aHauu3.

Axo ciex BapeHeTo (GUITPUPAHETO HA KUCEIUHHMS WM OCHOBHUS
pa3TBOp € 3aTPYAHEHO, C€ M3MON3BAa CT'BCTEH BB3AyX, MOAABAH IIpe3
oTBeXJalaTa Tppba Ha MOJyJia 3a HarpsiBaHe, ciell KoeTo (UITpu-
pPaHeTO MPOJbIIKaBA.

Temmeparypata Ha omemnensBaHe He TpsOBa aa magsumana 500 °C, 3a
Jla Ce YABIDKM CPOKBT Ha TON3BaHE HA CTBHKICHHTE (GUITPYBaIHU
turenan. TpsOBa na ce u30ArBaT TBBPIAE TOJEMH TEMIEpaTypHH
pa3IMKH NpH LUKIMTE HA HArpsBaHE M OXJaXKIaHe.
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3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

3.8.

3.8.1.

3.8.2.

3.8.3.

3.9.

W. OIPEJEJISIHE HA 3AXAP
ea u odxBaT

HacrosimusiT MeTo/ 1aBa Bb3MOXKHOCT J[a CE OIPENCIH ChIbPKAHUETO
Ha peIyLUpaIly 3axapy U OOLIM 3aXapy CJIeJ HHBEPCHS, U3Pa3eHU KaTo
[JII0KO3a WM, KOrato ¢ ILeJecho0pa3HO, Karo 3axaposa, IpH
npeobpasyBane ¢ koepunuent 0,95. Toit e mpunokuM 3a KOMOH-
HUpaHu ¢ypaxu. 3a apyrute (ypaxd ca NPeABHICHH CICHHATHH
meroau. Korato e HE0OX0OQUMO, JIAKTO3aTa CE U3MEpBA OTACIHO U CE
OTYUTA HPH M3YUCISIBAHETO HA PE3yJTaTUTE.

Hacrosimusr Meron ciefpa Ja ce M3I0I3Ba 3a ONpENeNsHe Ha ChIbP-
JKAaHMETO Ha 3axap 3a IeIUTE Ha M3YMCISBAHETO Ha €eHepruiiHara
CTOHHOCT Ha (ypaxure.

B ciydait ue chappkaHneTo Ha 3axap TpAOBa ga ObJE ONPENCNICHO 3a
JIPYTU LEJIH, MOTaT Jia Cce M3IO0N3BAT JAPYrM METOJM 3a aHailu3.

Hpunoun

3axapure ce eKcTpaxupar B pa3peleH €TaHoJ; PasTBOPBT Ce M30HCTPS
¢ pastBopu Ha Kape3 I u II. Cren orcTpanHsBaHe Ha eTaHOla KOJH-
4ecTBara Mpeid U CIe] MHBEpPCUsTa Ce ONpeAeNsT 1o merona Ha Jlyd-
[op.

PearenTn

Eranon 40 % (v/v) ¢ mrbtHOCT: 0,948 g/ml at 20 °C, Heyrpanuszupan
capsimo eHonpTaICHH.

PaztBop na Kapes I: 21,9 g nunkos auerar Zn(CH;COO), 2H,O u 3 g
0e3BoJHA OIIETHA KHCEIMHA Ce Pa3TBApAT BBB Boja. Jlombiasa ce 10
100 ml ¢ Bona.

Pa3rop na Kapes II: pasrBapsar ce BbB Boma 10,6 g kamueB ¢epo-
manny Ky Fe (CN)g 3H,O. Jlomsnsa ce o 100 ml ¢ Bona.

Pa3tBop Ha MeTHIIOBO opamkeBo ¢ koHuentpauus 0,1 % (w/v).
Conna kucenuna, 4 mol/l.

Conna kucenuna, 0,1 mol/l.

PazrBop Ha HatpueB xmapokcuz, 0,1 mol/l.

Pearenr na Jlyd-Llopi:

[py BHUMAaTeNHO pa30bpKBaHe, Pa3TBOPHT HA JIMMOHEHA KHCENIHHA (T.
3.8.2) ce nobGaBs KbM pas3TBOpa Ha HarpueB KapOonar (1. 3.8.3).
Jlo6aBsi ce pa3TBOpBT Ha MeneH cyndar (T. 3.8.1) u ce mombaBa mo |
muTep ¢ Boga. OcTaBsi ce J1a MPeCTOM eIHa HoIl U ce (uarpupa.
IpoBepsiBa ce KOHIEHTpanusita Ha Taka mnoiyudenus peareHT (Cu
0,05 mol/litre; Na, CO; 1 mol/litre), Bx. 1. 5.4, mnocieqHus

naparpa¢. CroitHoctra Ha pH Ha pa3tBopa e mpubmamsutenHo 9,4.

PasrBop Ha menen cyndar: 25 g menen cyndar, Cu SO, 5H,O, Hech-
JUbprKall JKessi30, ce pazrBapsat B 100 ml Bona.

PastBop Ha JsMMoOHeHa KkucenuHa: 50 g JMMOHEHa  KHCEIMHA
CgHgO7°H,0 ce pasrBapsr B 50 ml Bona.

PastBop Ha HarpueB kapOonat: 143,8 g Ge3BojieH HaTpUeB KapOOHAT ce
pastBapsaT B npubmmsurenHo 300 ml Toma Boma. OcraBsi ce na ce
OXJIAJIH.

PastBop Ha nHarpueB tHocyndar 0,1 mol/l.

PasrBop Ha Humecte: cMec oT 5 g pasrBopumo Humecte B 30 ml Boxa
ce mpubaBs KbM | JuThp Kumsma Boxa. OcTaBs ce a KUIU TPH
MHHYTH, OCTaBs C€ Ja Ce OXJaau M, ako € HeOOXOIMMO, ce H00aBsT
10 mg xuBavYeH HOOUI KaTO KOHCEPBAHT.
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5.2.

5.3.

5.4.

Csipra kucenuna, 3 mol/l.
Pa3tBop Ha kammeB Womua, 30 % (W/v).

I'panynupana nemsa, KUIHATa B COJIHA KHCEIMHA, NMPOMUTA C BOJA U
U3CyIIEHa.

3-metmnOyTaH-1-o1.

Amnaparypa

Cwmecuren (OapabaneH): npubnmsutenno 35—40 rpm.

poueaypa
Excmpaxupane na npobama

Iperernar ce 2,5 g or npobara ¢ TOYHOCT A0 1 Mg U ce U3CUNBaT B
mepurenHa koiba ot 250 ml. JloGaesit ce 200 ml eranon (t. 3.1) u
npobata ce pa3MecBa eiuH yac B Oapabannus cMecuten. Jlobasar ce 5
ml pa3tBop Ha Kape3 I (1. 3.2) u ce 6bpka okono 30 cekyumu. [lo06aBst
ce 5 ml pasrBop Ha Kapes II (1. 3.3) u ce Obpka omie eaHa MUHYTA.
JlonenBa ce 10 meaHES 00eM ¢ eranon (T. 3.1), XoMoreHusupa ce u ce
¢unrpupa. Otmensar ce 200 ml ot ¢unrpara, KOWTO Ce CI'BCTSIBA Upe3
u3napsiBaHe, J0KaTo 00eMbT My Hamaiee MPHOJIM3UTENIHO HAIOJIOBHHA,
3a Ja ce OTCTPaHW IO-ToJsIMara 4acT OT eTaHoia. OCTaThKBT CIex
usnapsiBaHeto ce npubaes komumuectBeHo B 200 ml mepurenna konba
C TIOMOINTa Ha ropemia BOJA, OXJaXIa ce, JONbJIBa Ce C BOAA 10
IBIHUST 00EM, XOMOTeHH3HMpa Ce U, aK0 € HeoOXOaUMO, ce (GHuaTpupa.
To3u pa3TBOp ce M3MOJI3BA 3a ONPENEISHETO Ha KOJIMYECTBOTO peIy-
LMpPAI 3aXapu U, CJIeA MHBEPCHs, Ha OOIIMTE 3aXapH.

Onpedenane na pedyyupawu 3axapu

C nomolura Ha nMmera ce B3eMmaT He momede oT 25 ml or pasrTBopa,
chabpKall Haii-manko 60 mg peaynHpamny 3axapH, H3pa3eHd KaTo
rIII0K03a. AKO € Heo0xoanmo, 06eMbT ce kopurupa jao 25 ml ¢ gecru-
JIMpaHa BOJA M CE ONpeelsi ChAbPIKAHUETO Ha PeAyLHUpalH 3aXapH 110
merona Ha Jlygp-Illopn. PesynraTsT ce u3paszsBa Karo MPOLEHTHO
ChABbP)KAHUE Ha TJIOKO3a B MpoOata.

Onpedenane Ha obwu 3axapu cieo UHEepCus

C momorura Ha nuneta ce B3umar 50 ml oT pa3TBopa M ce HMPEeXBBPIAT
B MeputenHa konba ot 100 ml. /{oOaBsT ce HIKONKO KallKH pa3TBOp Ha
METWJIOBO OpaHkeBo (T. 3.4), ciiel ToBa BHMMATEIHO W IPU HEINpe-
KbCHATO pa30ObpKBaHe ce J00aBsi coyHa kucenumHa (T. 3.5), 10KaTo
TEYHOCTTa MpuaodHe ompeneneHo 4epBeH UBAT. [lobGassar ce 15 ml
coiHa kucenuHa (1. 3.6), koibara ce MOTamsi B CHJIHO KHUILSIIIA BOAA
U ce OCTaBsl TaM B NPOABIDKCHHE Ha TpuueceT MuHYTH. Oxiaxnma ce
obp30 10 okono 20 °C m ce poGaBiar 15 ml pasrBop Ha Harpues
xuapokeun (1. 3.7). Jomsasa ce 10 100 ml ¢ Boja u ce XoMOreHu3upa.
Bsumar ce He mosede ot 25 ml, KouTo chABpPKAT HE NoBede oT 60 mg
pemynupamy 3axapH, H3pa3eHH KaTo IIII0K03a. AKO ¢ HeoOXOIHMo,
00eMbT ce kopurupa jgo 25 ml ¢ mectunupaHa BoAa M C€ OIpenes
CBABPXKAHUETO HA pPeOylHpalu 3axapu mo meroxa Ha Jlyg-Ilopa.
PesynrarsT ce M3pa3sBa KaTO HPOLCHTH INIIOKO3a M, KOIaTO € Lele-
cb0Opa3HO, KaTo 3axapo3a, 4pe3 yMHOXKaBaHe 10 koeduuuent 0,95.

Tumpysane no memooa na Jlygp-Lllopn

C nmomornra Ha nunera ce B3emar 25 ml ot pearenta Ha Jlyd-Ilopx (T.
3.8) u ce mpexBBHPIAT B epieHMaiiepoBa komda ot 300 ml; mobassT ce
To4HO 25 ml oT u3bucrpenus 3axapeH pasrsop. JobaBsr ce 2 rpaHynu
nem3a (T. 3.13), HarpsiBar ce ¢ ObpKaHe HA PhKA HA OTKPHUT IUIAMBK ChC
CpeHa BHCOYMHA M TEYHOCTTA CE JOBEXIA 10 KUIIEHE 32 OKOJO JIBE
muHyTH. EprenmaiiepoBara kos10a ce mocraBs BeJHAra BbPXY IHOKPHTA
¢ az0ecT TeleHa Mpexa ¢ OTBOP € JHAMETBP OKOJO 6 cm, MO KOSTO €
3anajeH IamMbk. [ITaMBKBT cleaBa Ja ce peryimpa Taka, 4e caMo
OCHOBaTa Ha eplicHMaiiepoBata Kojba ga ce HarpsiBa. Eprenmaiie-
poBara koiba ce CBbp3Ba KbM OOpaTeH XiaaHuk. OCTaBs ce Jia KHITH
TOYHO neceT MuHyTH. OXJaXkaa ce BeIHara B CTyJeHa BOAA U CIeH
OKOJIO HEeT MMHYTH C€ TUTPYBa, KaKTO CJIE/BA:
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7.2.

8.2.

8.3.

Jlo6asst ce 10 ml pasrBop Ha kanueB #oxua (T. 3.12) u BemHara cien
TOBa (BHMMATEIHO, THil KaTO MMa ONACHOCT OT OOWIIHO oOpa3zyBaHe Ha
msiHa) ce nobasar 25 ml capua kucenmua (1. 3.11). Turpysa ce ¢
pa3TBop Ha HaTpueB THOCyIdar (T. 3.9) M0 MOsSBAIBaHE HA MATOBOXKBJIT
BAT, 100aBsi ce HUmecTeHWAT uHAWKatop (T. 3.10) W ce 3aBbpmBa
TUTPYBAHETO.

ChIIOTO TUTpyBaHE ce MPOBEXAA C TOYHO M3MeEpeHa cmec oT 25 ml
pearent Ha Jlyg-1lopi (1. 3.8) u 25 ml Boxa cnen nobassue va 10 ml
pastBop Ha KanueB Hoxupn (T. 3.12) u 25 ml csapua kucenuna (t. 3.11)
0e3 KuIeHe.

HN34uuciasiBaHe Ha pesyJjararure

C nomonira Ha TabauuaTa ce onpejes KOJIMYECTBOTO TIIIOKO3a B mg,
KOETO ChOTBETCTBA Ha pa3iiMKaTa MEXIy CTOMHOCTHTE Ha JBETE TUTPY-
BaHus, u3paseHa B ml Hatpues Tuocyindar 0,1 mol/l. Pesynrarsr ce
u3pa3sgBa KaTo IPOLEHT OT mpobaTa.

CrienHajiHi NpoueIypH

Axo ce wuscmexBar Ooratm Ha Menaca Qypaxku M Jpyrd cinabo
xomoreHHu (ypaxu, 20 g or mpobaTa ce MpPETerysAT U Ce MOCTaBAT B
500 ml Boga B 1-nutpoBa meputenHa konba. PasmecBar ce equH yac B
Gapabanen cmecuten. M36uctps ce ¢ pasrsopu Ha Kapes I (1. 3.2) u 11
(1. 3.3), kakTO € ommcaHo B T. 5.1, karo obaye ce W3MOI3BAT YETH-
PUKpAaTHH KOJHMYECTBA OT BCEKH pearcHT. JJOIbiBa ce IO IIBIHHA 00eM
c 80 % eranom (V/v).

XomMmoreHusupa ce u ce ¢uiarpupa. ETaHOTBT ce OTCTpaHsBa, KakTo €
onucaHo B T. 5.1. Ako HsAMa JEKCTPUHHM3MPAHO HMIIECTE, CHIBP-
JKAHHETO Ha KojbaTa ce JOMbJBa JO IMBJIHHA 00EM C JecTHIMpaHa
BOJIA.

AKko ce u3cieqBa Menaca M CypoBHHH 3a (Qypaku 0e3 mpuMecH, KOHTO
ca GoraTd Ha 3axap ¥ MOYTH HE ChIbPKAT HUIIECTE (POIKKOBH, CYIICHO
[BEKJIO M JIp.), C€ MPETErsT 5 g, MOCTaBIT ce B MEPHUTEIHA KOJ0a OT
250 ml, mob6aBst ce 200 ml mecTunampaHa Boga M Ce pa3MecBaT B
OapabaHHMS CMECHTEN €IMH Yac WM T0BeYe, aKko € HeoOXOAUMO.
W3buctpst ce ¢ pazrBop Ha Kapes I (t. 3.2) m pasrBop Ha Kapes II
(1. 3.3), kakto e omucaHo B T. 5.1. JlombyiBa ce 10 MbJIHHUS 00EM ChC
CTyJeHa BOJa, XOMOTEHHM3Upa ce W ce (GuiTpupa. 3a ja ce onpeaeiu
KOJIMYECTBOTO OOIIM 3aXapH, ce MpOIb/DKaBa, KAKTO € ONHCAHO B T.
5.3.

3abesieskKu

3a na ce u3berHe oOpa3yBaHETO Ha IsTHA, MPENOPBYUBA CE Ja ce 100aBu
(nezaBucumo ot obema) mpubamsutensHo | ml 3-metunOyran-1-o1 (T.
3.14) npenu kunBaHeto ¢ peareHra Ha Jlyd-Ilopa.

Paznukara Mexay CbIbPKAHMETO Ha OOIIM 3axapu CJIel HWHBEPCHS,
U3pa3eHH KaTo TJIIOKO3a, W CHABPKAHMETO Ha pEIyLMpAlld 3axap,
M3pa3eHn KaTo TIIIoKo3a, yMHOkeHa mo 0,95, maBa mpoOLEeHTHOTO
ChABp)KAHUE Ha 3axapo3a.

Morar Ja ce W3MoJ3BaT JBa METOJa 3a onpeae/issHE Ha KOJIUYCCTBOTO
Ha peayuupaliu 3axapu € HM3KJIIOYCHUE Ha JIAKTO3a:

3a npuOIM3NTETHO W3YMCISIBAHE, YCTAaHOBCHOTO C JPYr aHAIUTHYEH
METOJ ChAbpPXKAHME Ha JIAKTO3a ce yMmHOXkaBa 1o 0,675 U moaydeHusT
pe3yarar ce U3BaXkIa OT ChIbPKAHUETO HA PEAYLHPAILUTE 3aXapH.

3a TOYHO M3YMCISIBAHE HA KOJMYECTBOTO DEAYLHPAIN 3axapu, C
M3KIIIOUCHHE Ha JIaKTo3a, TPsOBa 1a ce W3IMOJ3Ba €IHAa M Chlla mpoba
3a JIBeTe KpailHU ompenelsiHus: ENMHMAT aHaW3 ce MpaBd ¢ 4acT OT
pasTBopa, MOJyYeH MO mporexypara B T. 5.1, a ApyrusiT — ¢ 9acT OT
pa3TBOpa, MOJIy4eH IpH OINpENeIsSHETO Ha JIAKTo3aTa MO METOoJa,
MOCOYEH 3a Tasu 1en (cieq GepMeHTHpaHe Ha JPYrHTe BHIOBE 3axap
U u3ducTpsiue).
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W B nBara ciydas KOJMYECTBOTO HAJIMYHA 3axap Ce ONpeAens IIo
merona Ha Jlyd-lllopn u ce m3umcnasiBa B mg rTimroko3a. Exnara or
CTOMHOCTHTE ce W3BaXK/la OT Jpyrara M pa3IMKaTa Ce H3pa3sBa KaTro
IIPOLICHT OT TErJIOTO Ha mpodara.

IIpumep

JlBata obema, B3CTH 3a BCSAKO ONpPEIEICHHE, OTrOBApsT Ha Ipoda OT
250 mg.

B mepBust cnywair ce wm3pasxomBaT 17 ml pa3tBop Ha Harpues
tuocyndar or 0,1 mol/l, crorBercTBamm Ha 44,2 mg IIOKO3a; BHB
Bropuss — 11 ml, croTBercTBamy Ha 27,6 mg TIHOKO3a.

Paznukara e 16,6 mg riokosa.

ChIOppikaHUETO Ha peaylupaliy 3axapd (C M3KIIYEHHE Ha JIAaKTo3a),
M3YHUCIICHO KAaTO TIIIOKO03a, € ChOTBETHO!

4x16,6
10

= 6,64%

Tabnuya na cmoiinocmume 3a 25 ml peacenm na Jlyg-Illopn

ml Na, S, O; 0,1 mol/litre, 3arpsiBaHe — JBe MHHYTH, KHIICHEe —
Jecer MHHYTH

Na, S, O3 ri:;:;:}’mq)sz)gs;a’ JlakTo3a Na, S, O3
0,1 mol/l Ce Hys Og Ci» Hy, Oy 0,1 mol/l
ml mg pasiuka mg pasnuka ml
1 2,4 2,4 3,6 3,7 1
2 4.8 2,4 7,3 3,7 2
3 7,2 2,5 11,0 3,7 3
4 9,7 2,5 14,7 3,7 4
5 12,2 2,5 18,4 3,7 5
6 14,7 2,5 22,1 3,7 6
7 17,2 2,6 25,8 3,7 7
8 19,8 2,6 29,5 3,7 8
9 22,4 2,6 33,2 3,8 9
10 25,0 2,6 37,0 3,8 10
11 27,6 2,7 40,8 3,8 11
12 30,3 2,7 44,6 3,8 12
13 33,0 2,7 48,4 3,8 13
14 35,7 2,8 52,2 3,8 14
15 38,5 2,8 56,0 3,9 15
16 41,3 2,9 59,9 3,9 16
17 44,2 2,9 63,8 3,9 17
18 47,1 2,9 67,7 4,0 18
19 50,0 3,0 71,7 4,0 19
20 53,0 3,0 75,7 4,1 20
21 56,0 3,1 79,8 4,1 21
22 59,1 3,1 83,9 4,1 22
23 62,2 88,0 23

. OTIPEJEJISIHE HA JIAKTO3A
Lea u odxBaT

Hacrosiumst Meton aBa Bb3MOXKHOCT J1a CE OINPEJNCIH ChIbPKAHUETO
Ha JIakTo3a BBB (Pypaxku, chabpxkaiy nosede ot 0,5 % makrosa.

Hpuanun

3axapure ce pas3TBapsAT BBB BOOAa. Pa3TBOPBT ce TMoMIara Ha
(bepMmeHTaMsA MO BB3ACHCTBHE Ha ApokautTe Saccharomyces cere-
visiae, KOUTO He 3acsratr yakro3ara. Cien u30ucTpsiHe U QUATpHpaHEe
CBIBPKAHIETO Ha JIAKT03a BBHB (DHUITpaTa ce OmpeieNsl MO0 METOAa Ha
JIyop-1lopi.
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3.2

3.3.

3.4.

3.4.1.

3.4.2.

3.43.

3.5.

3.6.

3.7.

3.8.

3.9.

PearenTn

Cycniensusi Ha Saccharomyces cerevisiae: 25 g TpecHU IPOXKIH Ce
cmecar c¢bc 100 ml Boga 0 TONy4YaBaHETO HAa  CYCICH3HS.
Cycnensusita MOKE Ja C€ 3ama3d Hal-MHOTO €[Ha CeAMHUIa B
XJTAIMTHHK.

PasrBop Ha Kapes I: 21,9 g uunkos anerar Zn(CH;COO), 2H,O u 3 g
0e3BOIHA OLETHA KUCEJIMHA CE pa3TBapAT BbB Boja. JlombiBa ce 10
100 ml ¢ Boxa.

Pazreop na Kapes II: pasrtBapst ce BvB Boma 10,6 g kammeB depo-
muanug Ky Fe (CN)g 3H,0. JonsnBa ce 1o 100 ml ¢ Boga.

Pearent na Jlyd-1Hopi:

[Ipu BHUMAaTeNHO pa30bpKBaHe, Pa3TBOPHT HA JIMMOHEHA KUCENIHHA (T.
3.4.2) ce mobaBs KbM pa3TBOpa Ha HaTpueB kapOoHar (T. 3.4.3).
Jlo6aBst ce pa3tBopbsT Ha meneH cyndar (T. 3.4.1) u ce mombiaBa mo |
autep ¢ Boxa. OcTaBs ce 1a mpecToM eaHa Houl M ce QuiTpupa.
TlposepsiBa ce KoHueHTpauusTa Ha Taka noiaydeHus peaktus (Cu
0,05 mol/litre; Na,CO5; 1 mol/l). CroitHoctra Ha pH Ha pa3tBopa ¢
npubauzuTenano 9,4.

Pa3tBop Ha meneH cyndat: 25 g mexeH cyndar u SO4 5SH,O, Hecsh-
JUbpaKall] xKes30, ce pa3tBapar B 100 ml Boga.

Pa3tBop Ha numoHena kucenmmHa: 50 g JMMOHEHa KHCETHHA
C¢HgO7°H,0 ce pasrtapsar B 50 ml Bona.

PastBop Ha HatpueB kapOonat: 143,8 g Ge3BojieH HaTpUeB KapOOHAT ce
pastBapsaT B npubmmsurenHo 300 ml Tomna Boma. OcraBsi ce jpa ce
OXJIAJIH.

I'panynupana memsa, KHITHATA B COJHA KHCEIHHA, IIPOMHTA C BOJAA U
M3CYIICHA.

PazrBop Ha kamueB #omun, 30 % (W/v).
Csipra kucenuna, 3 mol/l.
PasrBop Ha HatpueB THocyndar 0,1 mol/l.

PasrBop Ha Humecre: cMec ot 5 g pa3rBopumo Humecre B 30 ml Boxa
ce npubaBs kbM | jurThp Kumsma Boga. OcTaBs ce Ja KUK TpH
MHUHYTH, OCTaBsl C€ J]a Cc€ OXJagu M, aKo ¢ HEeOoOXOIUMO, ce J100aBsT
10 mg *xuBaueH HOAMA KaTO KOHCEPBAHT.

Amnaparypa

Bopna Ganst ¢ Tepmocrar, HactpoeH Ha 38—40 °C.

poueaypa

Iperernst ce 1 g or npobara ¢ ToYHOCT a0 | Mg M Ta3u yact OT
npobara ce moctaBs B MmeputeiHa kouba or 100 ml. [lobasst ce 25
—30 ml Boza. Konbata ce mocraBsi B KuIsiiia BoJHa OaHs 3a TpHUIeCeT
MHUHYTH U CJIEJ TOBa ce oxjaxiaa 1o npudmmsurenno 35 °C. Jlobapsr
ce 5 ml ot apokaeHara cycrnensus (T. 3.1) 1 cMecta ce XOMOTreHH3Upa.
Konbara ce ocraBst na mpecrou jaBa yaca Ha BOAHA OaHs NPH TeMIle-
parypa 38—40 °C. Oxnaxna ce no npudmmsutenno 20 °C.

Jlo6assat ce 2,5 ml pasrBop nHa Kapes I (1. 3.2), Obpka ce Tpumecer
CeKyHH, cieq ToBa ce jobasst 2,5 ml pasrBop Ha Kapes II (1. 3.3) u
OTHOBO ce Obpka Tpuaecer cekyHau. JlombiBa ce mo 100 ml ¢ Bona,
pa3obpkBa ce u ce ¢puntpupa. C momornra Ha MUMETa Ce B3MMa 4acT OT
¢untpara — He moBeve OT 25 ml, MO BB3MOKHOCT ChC ChIbpIKAHUE Ha
nakro3a ot 40 10 80 mg — u ce mMpexBBPIS B epieHMaiiepoBa Koiba
or 300 ml. Ako e HeoOXxoauMO, ce monbiBa 10 25 ml ¢ Boaa.
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IIpaBu ce nmpasHa mpoda Mo CHIIUS HAUMH ¢ 5 ml IpoxKIeHa CyCIICH3HS
(3.1). CpabppkaHneTO Ha JIAKTO3aTa ce ompenels no meroga Ha Jlyd-
Iopn, xakto cnexBa: mpubassT ce ToyHo 25 ml pearenr Ha Jlyd-
opn (3.4) m nBe rpanymu mem3a (T. 3.5). bppka ce Ha pbKa, KaTo
€THOBPEMEHHO C€ HAarpsBa Ha OTKPHT INIAMBK ChC CPEIHA BUCOYMHA, H
TEYHOCTTAa C€ JOBEXkJa JO KHUIICHE 3a OKOJIO ABe MHHYTH. Eprnenmaite-
poBaTa Kkoiba ce IIOCTaBsA BeJHAra BBPXY INOKPHTAa C a30ecT TelICHa
Mpeka C OTBOp C [HMaMeThp OKOJIO 6 cm, IOX KOSTO € 3amaieH
miamMbK. [IMaMBKBT cliefiBa Ja ce perynupa Taka, 4e caMO OCHOBATa
Ha eplieHMaliepoBaTta koiba na ce HarpsiBa. EpnenmaiiepoBara koiba ce
CBBp3Ba KBbM 0OpaTeH XmagHuK. OcTaBs ce Oa KHUIH TOYHO HIEeceT
MuHyTH. OX7akga ce BeJHara B CTyA€Ha BOJAa U CleJ OKOJO IIeT
MUHYTH C€ THTPYBAa, KAKTO CIE/Ba:

Jlo6asst ce 10 ml pasrBop Ha kamueB ioaua (T. 3.6) U BexHara cien
TOBa (BHMMATEIHO, 3al[0TO MMa OMAaCHOCT OT OOHMJIHO OOpa3yBaHe Ha
nsiHa) ce go0aBsaT 25 ml capua kucenmua (1. 3.7). TutpyBa ce ¢
pa3TBop Ha HarpueB THOCyadat (T. 3.8) 10 MOsiBsIBaHE HAa MAaTOBOXKBJIT
LBAT, 100aBsi ce HHIIECTCHUST HHAMKaTop (T. 3.9) M ce 3aBbpIuBa
TUTPYBAHETO.

ChIOTO TUTPYBAHE C€ MPOBEXJa C TOYHO M3MepeHa cmec oT 25 ml
pearent Ha Jlyd-1lopin (1. 3.4) u 25 ml Boxa cnen nobassue Ha 10 ml
pa3tBop Ha KanueB Hoaun (T. 3.6) u 25 ml cspua kucenuHa (1. 3.7) 6e3
KHIICHE.

HN34uuciasiBane Ha pesyjararure

Karo ce wu3mom3Ba mnpuiokeHarta TaOJiMIa, Ce YCTaHOBSBA KOJIH-
YEeCTBOTO JIAKTO3a B Mg, KOCTO OTroBaps Ha pasiuKaTa MEXIy pe3yli-
TaTHTe OT JBETE THTPYBaHWs, M3pa3eHo B ml HarpueB THOCYIdAT
0,1 mol/l.

PGSy.IITaT’I)T CC€ Hu3passiBa KaTo IPOLCHT 683BOI[Ha JIJaKTO3a OT Hp06aTa.

3abesieskKu

1. 3a npoxykTH, chabpikaiin noseue ot 40 % Qepmentupyema 3axap,
ce m3noi3BaT mosede oT 5 ml gpoxaeHa cycrmensus (1. 3.1).

2. B xpaHuTe C ,,HaMaJCHO ChAbP)KAHUE Ha JIAKTO3a* (HAIp. MIISKO 3a
KOTKH) JIaKTO3aTa ce IpeodpazyBa BbB (PYKTO3a, KOSITO HE JOCTHra
meiHa (epMeHTanus B paMKHTE Ha 2 4aca, KOSTO BOIAM 10 IMO-
BUCOKH WX /10 (aJINBH TOJOXUTEIHU pe3yiaTraTd (Thil KaTto B
EKCTpaKTa OCTaBaT OCTATBIM OT (PyKTO3a).

Tabnuya na cmoiinocmume 3a 25 ml peacenm na Jlyg-Illopn

ml Na, S, O; 0,1 mol/litre, 3arpsiBane — ABe MHHYTH, KHIIeHe —
JeceT MUHYTH

Na, S, O3 ri:;:;:ﬁfz Z:;s:la’ Jlakro3a Na, S; O3
0,1 mol/l Ce Hys Og Ci» Hy, Oy 0,1 mol/l
ml mg pasinka mg pasnuka ml
1 2,4 2,4 3,6 3,7 1
2 4,8 2,4 73 3,7 2
3 7,2 2,5 11,0 3,7 3
4 9,7 2,5 14,7 3,7 4
5 12,2 2,5 18,4 3,7 5
6 14,7 2,5 22,1 3,7 6
7 17,2 2,6 25,8 3,7 7
8 19,8 2,6 29,5 3,7 8
9 22,4 2,6 33,2 3.8 9
10 25,0 2,6 37,0 3.8 10
11 27,6 2,7 40,8 3.8 11
12 30,3 2,7 44,6 3.8 12
13 33,0 2,7 48,4 3.8 13
14 35,7 2,8 52,2 3,8 14
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3.2.

3.3.

Na, S; O3 Fif;(gg?}’m(bz zgozla’ JlakTo3a Na; S; O3
0,1 mol/l C‘Z Hey O P C1y Hyy Oy 0,1 mol/l
ml mg pazinka mg pasiuka ml
15 38,5 2,8 56,0 3.9 15
16 41,3 2,9 59,9 3,9 16
17 44,2 2,9 63,8 3.9 17
18 47,1 2,9 67,7 4,0 18
19 50,0 3,0 71,7 4,0 19
20 53,0 3,0 75,7 4,1 20
21 56,0 3,1 79,8 4,1 21
22 59,1 3,1 83,9 4,1 22
23 62,2 88,0 23

K. OINPEAEJISIHE HA HUUIECTE
TIOJIAPUMETPUYEH METO/]
e u odxBaT

Hacrosimusit MeTon aBa Bb3MOXKHOCT JIa CE OINpPENEeIH ChIAbPKAHUETO
Ha HUIIECTE M Ha MPOAYKTH OT PAasrpakIaHETO Ha HUILIECTE C BHUCOKO
MOJIEKYJIHO TEIJIO BbB (DypaskuTe, ¢ Lied NPOBEpKa Ha ChOTBETCTBUETO C
o0siBeHaTa eHepruifHa cToiHocT (pasnopendu B npuioxenue VII) u ¢
Pernament (EO) Ne 767/20009.

Hacrosmust MeTo[ CieiBa Ja Ce M3MON3Ba 3a ONPEAC/sIHE Ha ChIBP-
JKaAHUMETO Ha HHUIIECTEC 3a LCJIWUTEC Ha HU34YHCIABAHCTO Ha eHeprm‘/'lHaTa
CTOIHOCT Ha (ypaxuTe.

B ciyuaii ye chabppkaHHETO Ha HULIECTe TPIOBa 1a ObJE ONpPEAeNeHO
3a IPYTd IEJId, MOTar Ja Ce M3IMOJI3BAT JPYIH METOAM 3a aHAIN3.

HpuxHoun

MeroxbT BKIIOUBA JBe onpexnensHus. I[Ipuy nbpBoro mpobarta ce
Tpetupa ¢ paspenena coiHa kucenuHa. Cren  u30MCTpsHE M
(unTpupane ce U3MepBa BHPTEHETO HA INIOCKOCTTA Ha MOJISPU3ALMATA
Ha pa3TBOpa 4pe3 MOJISIPUMETPHUS.

IIpu BTOpOTO mMpobara ce momnara Ha ekcrpakuus ¢ 40 % eraHoun.
Crnen moaxucisBaHe Ha (UITpaTta CbC COJNHA KHCEIMHA, U30UCTpsiHE
U (QuiaTpupaHe ce M3MepBa BBPTCHETO HA IUIOCKOCTTa Ha MOJISIPU3a-
LUATA, KAKTO TPU I'BPBOTO ONpEIEIsHE.

Kato ce yMHOXH pasiukata MEXAy JBETe W3MEPBaHUs C KOS(UIMEHT,
KOWTO € M3BECTEH, ce MOJIy4yaBa ChAbPKAHMETO HAa HHUILECTE B Ipodara.

Pearentn

PasrBop Ha comHa kucenuna, 25 % (w/w), mrbtHOCT: 1,126 g/ml.

PasrBop Ha cosHa kucenuHa ¢ KoHueHtpauus 1,13 % (w/v).

Konnenrparmsita TpsiOBa Ja ce HPOBEPH upe3 THTPYBaHE, Kato ce
u3non3Ba pasrBop Ha HarpueB xuapokcun 0,1 mol/l, B mpucscTBue
Ha 0,1 % (w/v) merunoBo uepBeHo B 94 % (v/v) eraHon. 3a HeyTpa-
nmu3anuara Ha 10 ml ca neodxomumu 30,94 ml NaOH 0,1 mol/l.

PasztBop na Kapes I: 21,9 g nunkos aneratr Zn(CH;COO), 2H,0u 3 g
0e3BoHA OIIETHA KHCEJIMHA Ce pa3TBapsT BBB Boja. JlombiBa ce 10
100 ml ¢ Boxa.
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3.4.

3.5.

4.2.

5.2

5.3.

PaszrBop nHa Kape3s II: pasrBapsar ce BvB Boma 10,6 g xammeB depo-
mmaang Ky Fe(CN)g 3H,0. Hdombnsa ce go 100 ml ¢ Bona.

Eranon 40 % (v/v), ¢ musrHOCT: 0,948 g/ml mpu 20 °C.

Amnaparypa

EpnenmaiiepoBa konba ot 250 ml, cbe cTaHmapTeH CTHKJIECH HUIH( U C
oOpaTeH XJIaJHUK.

[lonspuMeTsp WM 3aXapOMETHD.

IIpouenypa
Iloozomoexa na npobama

IIpobGara ce pasTpomiaBa /0 IMOJy4aBaHE Ha JOCTATBYHO JApPEOHU
YaCTHUIIM, 32 Ja MOXe IslaTa nmpoda Jia MpeMHUHEe Mpe3 CHTO ¢ KPBIVU
otBopu ¢ romemuHa 0,5 mm.

Onpedensine Ha 06WOMO 6bpmene HA NIOCKOCMMA HA NOAAPUZAYUAMA
(P unu S) (exc. 3abenesxncka ¢ m. 7.1)

[perernsaT ce TOYHOCT 0 eIuH mg 2,5 g oT HaTpolieHaTa npoda u ce
MOCTaBAT B rpagyupana koiba or 100 ml. IIpuGassar ce 25 ml conna
kucenuHa (T. 3.2), pa3Kiama ce J0 MOoJyJyaBaHe Ha pPaBHOMEPHO pasii-
peneneHue Ha mpobOara, u ce j00aBsaT omre 25 ml comHa KucenuHa (T.
3.2). Kombara ce moTamss BbB BOJHA OaHs C Bpsia Bojaa, KaTo
SHEPruYHO Ce pasKialia Mpe3 IbPBUTE TPU MHHYTH, 3a Ja Ce TMpej-
oTBpatd oOpa3yBaHeTO Ha arjioMepatd. KoiM4ecTBOTO BOJa BBbB
BoJHaTa OaHs TpsOBa Ja € JOCTAaThYHO, 3a Ja MOXE IPHU HOCTaBsSHE
Ha KoyibaTa B Hesl KMIIGHeTO Ha mpoabiuku. Kombara He TpsOBa ma ce
M3BaKAa OT OaHsiTa J0KATO Tpae paskiamanero. TouHo crmex 15 min
KoybaTa ce W3BakK/aa OT BoaHarta OaHs, n00aBsaT ce 30 ml crynena Boxa
u HezabaBHO ce oxjaxaa g0 20 °C.

Jlobasst ce S ml pasrBop Ha Kapes I (1. 3.3) u ce pa3dobpkBa okoio 30
cexynau. Jlo6assr ce 5 ml pasrBop Ha Kapes II (1. 3.4) u ce pazObpkBa
ome oxono 30 cexynau. JlombiBa ce ¢ BoJa 10 3ambiBaHe Ha oOeMa,
pa30bpkBa ce u ce ¢punTpupa. Ao GUIATPATHT HE € HMICATHO OHCTHD
(KOCTO PSIIKO Ce CIy4Ba), ONPEICIIHETO Ce MOBTaps, KaTo ce M3I0JI3Ba
Hno-royisiMo  Kosnuectso pasrBop Ha Kapes I u II, manpumep 10 ml.

C monsipuMeThp MM 3aXapoMeThp CE M3MepBa BBPTEHETO Ha ILIOC-
KOCTTa Ha IMOJIApU3alMATa HA pa3TBopa B enpysBerka or 200 mm.

Onpedensne Ha 6vbpmenemo Ha niockocmma Ha noxspuzayusma (P’
wmu S’) na sewecmea, pasmeopumu 6 40 % emanon

Iperernar ce 5 g or npodara ¢ TOUHOCT 10 €IUH Mg, MOCTaBAT Ce B
rpagyupana koiba or 100 ml u ce npudasst 80 ml eranon (1. 3.5) (Bx.
3abenexka 7.2). Konbara ce ocraBs e B mpoibikeHne Ha 1 yac mpu
cTaliHa TeMIeparypa; IIpe3 TOBa BpeMe Ts IICCTKPATHO C€ pasKialia
CHCPrHYHO, Taka dYe IpodaTa 3a aHalIU3 HAIBJIHO Ja CE CMECH C
eranona. Jlombaa ce ¢ eranon (T. 3.5) nmo 3ambiBaHe Ha obema,
pa30bpKBa ce U ce GuiITpupa.

OrmepBatr ce ¢ munera 50 ml or ¢unrpara (orroBapst Ha 2,5 g OT
npobara) W ce MOCTaBAT B epjeHmaiiepoBa Kkomda ot 250 ml,
npubassat ce 2,1 ml conna kucenuna (1. 3.1) u ce paskiama eHep-
rugHO. OOpaTHUAT XJIaJAHMK Ce MOHTHpPa KbM epJICHMaliepoBaTa
Komba u TS ce moTamst B OaHs C Bpsma Boja. TouHo cuex 15
MHHYTH epiieHMaiiepoBaTa Koi0a ce M3BaKia OT BOJIHATA OaHs, ChABP-
JKAHHETO ¥ Ce TPEeXBBpist B Tpaayupana komba ot 100 ml, xaro
KobaTa ce M3IUIaKBa C MajKO CTyAeHa Boja u ce oxiaxkaa g0 20 °C.
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6.1.

6.2.

Z
Il

Copappkanuero ce u3ductps ¢ pazrBop Ha Kapes I (1. 3.3) u II (1. 3.4),
JIOIBJIBA C€ C BOJA JI0 IBJIHUS 00eM, pa30bpkBa ce, Gpuirpupa ce u ce
U3MepBa BBPTEHETO Ha IUIOCKOCTTa Ha MHOJSIPH3ALMATA, KaKTO €
MOCOYECHO BBB BTOPHS U TperHs maparpad Ha Touka 5.2.

HN34uucisiBaHe Ha pesyJjJrarure

ChbpxaHueTo Ha Humecre (B %) ce M3UUCIsABA, KAKTO Clle]Ba:

Uzmepsane c noaapumemuvp

L. 2000 % (P—P')
Coappxkanne Ha Huutecte (B %) = ———— 35—
[ofp
P = 0010 BBPTEHE HA IVIOCKOCTTA HA MOISIPU3AIMATA B TPALYCH
P’ = BBbpTeHe HAa IUIOCKOCTTA HA IOJSPH3ALMATA B TPaLyCH Ha

BelecTBara, pasrsopumu B 40 % (v/v) eraHoun

20°
[(X]D = CHCI_II/I(bI/I‘IHO BBPTCHE Ha IUIOCKOCTTAa Ha IOJIpU3aluvdaTa 3a
YUCTO HUIIecTe. YHcaoBuTe CTOﬁHOCTH,, KOWTO OOMKHOBEHO
C€ IIpueMar 3a TO3U IlapaMeTbp, Ca CICIHUTC:

+ 185,9°: opu3oBO HumIecTe
+ 185,7°:  kaprodeHo Huiecre
+ 184,6°: mapeBHMYHO HUIIECTE
+ 182,7°:  NIICHUYHO HUIIECTE
+ 181,5°: eueMHYCHO HHIIECTE
+ 181,3°: OBECEHO HHIIIECTE

+ 184,0°:  apyru BUAOBE HHUIIECTE W CMECH OT HHUIIECTE B
KOMOMHUpaHu (Qyparku

Hsmepsane cvc 3axapomemvp

2000 (2N x0,665) x (S—S) 266N x(S-§)

la]fy” 100 [l

Coabpxanne Ha Huwecre (%) =

S = O0wmo BbpPTEHE Ha IUIOCKOCTTA HAa MOJIIPH3ALMATA B IPaLycH
Ha 3aXapoMeTnpa

S’ = BobpreHe Ha IUIOCKOCTTa Ha NOJSpU3AlMATAa B IPaaycH Ha
3axapoMeTbpa Ha BellecTBaTa, pastBopuMu B 40 % (V/V)
€TaHOJ

tersio (B g) Ha pasrBopeHa B 100 ml Boma 3axaposa, KOSITO
[pEIN3BUKBAa BBPTCHE HA IUIOCKOCTTA Ha HOJISIPU3ALMATA OT
100 rpamyca mo ckamaTa Ha 3aXapoMeThpa, M3MEPCHH IpH
u3MoI3BaHe Ha enpyserka oT 200 mm

16,29 g npu ¢peHcKkuTe 3aXapoMeTpH
26,00 g mpu HEMCKUTE 3aXapoMeTpu
20,00 g mpu cMeceHu 3aXapoMEeTpH.

20°
l[a]p = Cmeumduano BBpTeHE IUIOCKOCTTa Ha MOISIPHU3ALUATA Ha
49UCTOTO Huiecte (BX. T. 6.1)
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6.3. ITlosmopsiemocm

PasnukaTa B pe3ynrature OT JBE MapajeiHH ONpeNessiHHs, H3BbPLIICHH
c efHa W cblna npoba, He TpsiOBa aa mpesumasa 0,4 kato abCOMOTHA
CTOMHOCT IpU ChABP)KAHUE Ha HumIecTte mo-Hucko oT 40 %, u 1 %
KaTo OTHOCHTENIHa CTOMHOCT IpU ChAbpikaHue Ha Humecte oT 40 %
HJIA TI0OBEYEC.

7. 3abesieskKu

7.1. Axo mpobata chabpxa moBede oT 6 % KapOOHATH, M3YMCICHU KAaTo
KaJInueB KapOoHaT, Te TpsOBa [a ce HEYTpPaIH3UpaT, KaTo ce
00paboTAT ¢ TOYHO ONPEICNCHO KONMYECTBO pa3peacHa CspHa
KHCEIMHA HPEAN ONPEAC/SIHETO Ha OOIIOTO BBPTEHE Ha IUIOCKOCTTA
Ha TOJISAPU3ALHATA.

7.2 B caywaii Ha MPOAYKTH C BHCOKO CHABPKAHWE HA JIAKTO3a, KaTO CEpyM
OT CYXO MJIIKO WJIM CyXO 00€3MaclieHO MIISIKO, CIeJ KaTo ce a00aBsT
80 ml eranon (t. 3.5), ce mpoueaupa, KakTo € yKa3aHO IMO-I0MY.
Cebp3Ba ce OOpaTHUAT XJIAJAHMK KbM Kojbara m Ts ce morams 3a 30
MHUHYTH BbB BojiHa Oans mpu 50 °C. OcraBsi ce Ja M3CTHHE W aHATU3bT
MpoAbJDKaBa, KaKTO € yKa3aHo B T. 5.3.

7.3. W3BectHO e, ue ciaequnuTe GypakHU CYypOBHHH, KOTaTO MPUCHCTBAT BHB
(dypaxuTe B 3HAUMTEITHU KOJMYECTBA, IPEAN3BHKBAT CMYIICHHUS HPH
ompeNiessiHE Ha ChABP)KAHUETO HA HUIIECTE M0 MOJSPUMETPUYHUS
METO/I, KOETO OM MOIJIO J1a JIOBEJE /10 HETOYHH Pe3yJTaTH:

— HOPOAYKTH OT (3aXapHO) LBEKJIO, KaTo Iyl OT (3aXapHO) LIBEKIIO,
Mesaca OT (3aXapHO) IBEKJIO, MEJIACEH ITyJI OT (3aXapHO) I[BEKIIO,
BHHAca OT (3aXapHO) IBEKJIO, (IIBEKJIOBA) 3axXap;

— LUTPYCOB Iy,

— JIEHEHO CeMe; eKCIelep OT JICHCHO CeMe, EKCTPaXHpaHO JIEHEHO
ceMme;

— pamMYHO ceMme; CKCIeJaep OT pamudHO CeMe; CeKCTPaxXHpaHo
panuYHoO ceme; OOBHMBKH OT PAIlHYHO CEME;

— CIBHYOTJIEAOBO CEME; CKCTpaxupaHO CIBbHYOTIIEAOBO CEME; CIIbH-
YOIrjI€a0BO CEME€, YaCTUYHO 06CJ'ICHO, CKCTpaxupaHo,

— CKCIIeJICp OT KOIIpa; CKCTpaxupaHa KOIIpa,

— KapTodeH myJ;

— JCXUAPHPAHU JPOKIH;

— MNPOAYKTH, OOraTH Ha MHYJIHUH (HAIp. PE3CHKH M OpaIlHO OT 3eMHHU
SIOBJIKH ),

— IPDBKKU,

— COEBH HPOJYKTH.

B Te3u ciyuyam Moxke Ja ObAe NPHIOKEH METOABT 3a aHaIu3,
npensuner B Permament (EO) Ne 121/2008 wa Kowmwcwusra (!). Tosu
METO/I MOJKEe Jla Ce M3I0JI3Ba U 3a Qypaxk CbC ChIbPIKAHUE HA HMILECTE
nox 1 %.

(') Permament (EO) Ne 121/2008 na Komucusra ot 11 deBpyapu 2008 r. 3a ycraHOBsIBaHE

Ha METO/la 3a aHAJIM3 3a ONpEJENSHE HA ChABPIKAHUECTO HA HHUIIECTE B IpeHapatd OT
BUJIOBETE, M3MOJI3BAHH 3a XpaHa Ha xuBoTHU (ko no KH 2309) (OB L 37, 12.2.2008 r.,

ctp. 3).
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4.1.
4.2.
4.3.

5.1

5.2

7.2.

7.3.

JI. OIIPEJAEJISIHE HA CYPOBA IIEIIEJI
ea u odxBaT

HactosimusTt MeToX JaBa BB3MOMKHOCT Ja C€ ONPEIEIH ChIbPKAHUCTO
Ha CypoBa Iernei BbB (ypaxure.

HpuHoun

IIpo6Gata ce onenensaBa npu 550 °C; ocTaTbKbT ce HpETErs.
Pearentn

PastBop Ha amonmeB Hutpar, 20 % (W/v).

Anaparypa

Harpesatenna mioua

Enextpudecka MydenHa rmeny ¢ TepMocCTar.

KBapuoBu, nopuenaHoBH WIM IUIATHHEHM THIIM 3a OIIENeNsBaHe,
npaBobrbaHN (IpuOI. 60 x 40 X 25 mm) wm kpbrim (auamersp 60
—75 mm, Bucounna 20—40 mm)

IIpouenypa

[perernat ce ¢ TOYHOCT 10 €AMH Mg OKOJIO 5 g oT mpobara (2,5 g npu
MIPOAYKTH, KOUTO UMAT CBOMCTBOTO J1a HAOBOBAT) M CE TIOCTABsI B THTEI
3a OIemensBaHe, KOWTO € Own mpeaBaputenano Harpsat go 550 °C,
OXJIaJieH W TapupaH. THrembT Ce MOCTaBs BBPXY HarpeBareiHarta
mioYa W Ce HarpsBa IOCTENEHHO, OKATO BEIIECTBOTO CE OBBIVIM.
OrenensiBAHETO C€ M3BBPIIBA B CHOTBETCTBHE C MpOIEAypara B T.
5.1 wm 1. 5.2

TurensT ce moctaBsd B KamuOpupaHa My¢enHa Iell, HAacTpOeHa Ha
550 °C. Ibpxu ce mpu Ta3d TeMIepaTypa, JOKaro ce Hoiydu Osia,
CBETJIO CHBAa WM 4YEPBEHUKABA IIEIEN, KOATO BHAUMO HE CBIBPKA
BBIJICHOBH YacTHIU. THUrelxpT ce MOCTaBI B €KCHKATOP, OCTaBs Ce Ja
ce OXJaau M Ce MpeTernis He3abaBHO.

Turenpr ce mocraBs B KanmOpupaHa My¢enHa Iell, HAacTpoeHa Ha
550 °C. OcraBs ce ja ce omemneinsBa 3 yaca. THUIelIsT ce I0CTaBs B
eKCHKAaTop, OCTaBs Ce Ja ce OXJagu M Ce Mpererisi He3abaBHO.
OmemnensiBa ce OTHOBO B TpoabkeHne Ha 30 MHHYTH, 3a Ja ce
rapaHTHpa, 4e TErJIOTO Ha MeIeNTa e OCTaHe IOCTOSHHO (3arybara
Ha TErJI0O MEXJy JBE IOCICIOBATSIHU IMPETErIIsTHUS TpsiOBa na Oble
Mo-Mayika WM paBHa Ha 1 mg).

H3uncnsiBaHe Ha pe3yJTaTHTe

Termoto Ha ocTaThKa C€ H3YMCISABA, KaTO CE M3BaXk[Aa TErJIOTO Ha
Tapara.

Pe3yaraTsT ce m3passiBa Karo MPOIEHT OT MpobaTa.
3abesie:kKu

Ilenenra Ha cybcmanyuu, xoumo ce oneneiséam mpyono, TpsiOBa na
Ob/ie MOAJIOKEHA HA IBPBOHAYAIHO OIENeNsiBaHEe B MPOABIDKCHHE Ha
Haii-MaJKo TPW Yaca, ja ObJe OXJaJcHa W CJe] TOBa 1a ce J00aBsT
HiKkonko karmku 20 % pa3TBOp Ha aMOHMEB HUTPAT WM Boja (BHMMa-
TENHO, 3a Ja ce M30erHe pasmnpaliaBaHeTO Ha IerenTa Wi o0pas-
yBaHeto Ha Oyuuim). Ciex u3cyllaBaHe B IelITa KaJLMHUPAHETO ce
npoabipkaBa. IloBraps ce omepanusta KOJKOTO I'BTH C€ Hajara o0
MOCTHIaHe Ha ITBJIHO OIerNelsiBaHe.

Tlpu cybcmanyuu, yemouuusu kom o6pabomkama, onucana B 1. 7.1, ce
Hporeanpa, KakTo Cie/Ba: CJel OIEMNeNsBaHe B MPOABIDKCHHE Ha TPHU
Jaca, MeresiTa ce NOCTaBs B ropela Bojga u ce (Guiarpupa npes3 Maibk,
HechIbpKal neneian GuiATbp. OUITBPBT U CHIBPKAHUETO My C€
omernensiBaT B IIbpBOHAYamHUs TUrena. @PUATpaThT ce TOCTaBsi B
OXJIaZIeH THUTell, M3MapsBa ce J0 CyXO, ONenensiBa ¢e M Ce MpeTeris.

Korato ce wscnensar macia u maszHumu, ce OPETErisi TOYHO Mpoda OT
25 g B moxaxoxsm no pa3Mepu turen. CyOCTaHIMATAa ce OBBITISIBA, KaTo
ce 3amanM Ype3 IMOJHACSIHE Ha TOopsia JeHTa OT (DUIThpPHA XapTHS,
KOSITO He chabpka memenu. Cren OBBITISIBAHETO CE€ HABIAXKHSABA C
KOJIKOTO € BB3MOXKHO TMO-Manko Bojxa. Crex wu3rapsHeTro ce
HaBJIXHIBA C KOIKOTO € BB3MOYKHO TO-MajKO BOJa, M3CyIIaBa ce U
ce orernessBa, KakTo € OMKMCAaHO B TOYKa S.
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1.2.

2.2.

3.2

3.3.

4.2.

4.3.

4.4.

5.2

M. OIIPEAEJIIIHE HA HEPA3TBOPVMA B COJIHA KHWCEJIMHA
[IETIEJI

ea u odxBaT

Hacrosimusar MeToll 1aBa BB3MOXKHOCT J1a Cc€ onpeneiii CbAbPKAHUETO
Ha HEpasTBOPMMU B COJIHA KHUCCJIMHA MHUHEpPAJIHU BeLIECTBA BbB
Q)ypancme. B 3aBUCHMOCT OT €CTECTBOTO Ha r[po6aTa Morar ga ce
IIpUJIoKaT aABa METoJa.

Memoo A: mpuIOKHUM KbM OpraHMYHH CYpOBMHH 3a (pypaku U KbM
MOBEYETO KOMOMHUpaHU (Gypaxu;

Memoo b: TnpuiIOKUM KbM MHHEPAIHH BEIIECTBA M CMECH U KbM
KOMOMHHUpaHU (ypaxku, YHETO ChIbPKAHUE HA HEPA3TBOPHMH B
COJIHA KHCEJMHA BELIECTBA, ONPENETICHO MO METOJ A, € MO-TOJISIMO
or 1 %.

Hpuaoun

Memoo A: mnpobara ce omernensBa, IeEMeNTa ce KUAIBa B COJIHA
KHCEJNHA U HEPa3TBOPHUMHSAT OCTATBK ce (HUITPHUpA M MPETErJs.

Memoo B: npobara ce 06paboTBa ChC CONHA KHCENWHA. Pa3TBOPBT ce
¢uiaTpupa, OCTATBKBT CE ONENeIsIBa W Taka I[OJydeHara Ienen ce
o0OpaboTBa o MeTon A.

PearenTn

Conna kucenauna, 3 mol/l.
Pa3rBOp Ha TPUXJIOpOLETHA KHMCEIMHA ¢ KoHLeHTpamus 20 % (W/v).
Pa3TBOp Ha TpUXJIOpOLETHA KHCEIMHA ¢ KOHIeHTpauust 1 % (w/v).

Amnaparypa

Harpesatenna mioua.
Enextpuyecka MydenHa memy ¢ TepMocTar.

KBapuoBu, mopueraHoBM WINM IUIATHHEHM THUIVIH 3a OICIEIIIBaHE,
npaBobIbAHU (Ipuba. 60 x 40 x 25 mm) mim kpwrim (auamersp 60
—75 mm, Bucounna 20—40 mm)

Hecbabpxamm nenenn ¢uiarpu

IIpouenypa
Memoo A:

Hp06aTa C€ omnereirsiBa Mo METoZia, OIMCaH 3a OIPEACIIHETO Ha CypoBa
neriesnt. Moske Jla CC HM3MO0JI3Ba M MEIejTa, MOJy4YeHa IPU ITOCOYCHUA
aHaIn3.

INenenra ce mocraes B Gexepopa yama ¢ BMeCTUMOCT oT 250—400 ml,
Kato ce m3mon3Bar 75 ml comHa kucenuna (touka 3.1). JloBexma ce
0aBHO 10 KHMIICHE M C€ OCTaBs Ja KUIIM YMEPEHO B IPOJBIDKCHHE HA
IeTHaJileceT MUHYTH. ['opemmsaT pa3tBop ce (unrpupa npe3 ¢unrbpHa
XapTHs, HEChIbpiKallla IeMeNd, ¥ OCTaThKBT C€ NMPOMHBA C Toperia
BOJIa JI0 M34€3BaHE Ha KHCENMHHATa peakuus. OUITbpbT ¢ OCTAThKa
ce M3CyllaBa M CE OIeINeNsiBa B TapUpaH THIel NP TEMIIeparypa, He
mo-aucka or 550 °C u me mo-Bucoka or 700 °C. OcrtaBs ce ma ce
OXJIaJI1 B €KCHKATOp U C€ IpeTeris.

Memoo b:

[perernsar ce 5 g ot mpobaTa ¢ TOYHOCT 10 €AWH ME U CE€ TMOCTaBsIT B
OexepoBa yamia ¢ BmectumocT 250—400 ml. [loGaBsT ce mocnen-
oarenHo 25 ml Boma u 25 ml comna xucenuua (1. 3.1), pa3dbpksa
ce W ce m3uakBa ga crpe kumeHero. Jlo6assar ce ome 50 ml comna
kucenmnHa (1. 3.1). M3uakBa ce nma cmpe OTHOENSHETO Ha ra3, clen
KoeTo OexepoBaTa dYalla ce MMOCTaBs BbB BaHa C Bpsia BOAa U Ce
JIBP’KH TaM TPHUIECET MUHYTH WM IOBEYE, akO € HeoOXOoamMo, 3a 1a
ce XUPOJU3MPa U3IBLIO HUIIECTETO, KOSTO CBEHTYalHO CE ChIbPKA B
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3.2.

3.3.

3.4.

3.5.

3.6.

npobara. JIokaTo e ropemo, ChAbPKAHUETO ce (UITpupa mpe3 GpUuIThp,
HEChIBbpIKAL Ierneln, 1 GuiTepbT ce npomusa ¢ 50 ml Tora Boxa (Bik.
3a0enexka B T. 7). OUATBPBT ce HOCTaBI C OCTaThKa B THICN 3a
OICIeNIBaHe, HM3CYIIaBa CE U CE OICIeNsIBa IPH TEMIICpaTypa, He
mo-aucka ot 550 °C m He mo-sucoka ot 700 °C. Ilemenra ce
nocraBs B OexepoBa uama ¢ BmectumocT 250—400 ml, karo ce
nobassaT 75 ml comHa kucenuHa (Touka 3.1); MpoabIDKaBa ce, KaKToO
€ ONHCaHO BBB BTOpHs ab3all Ha Touka 5.1.

H3uucnsipane Ha pe3yaTaTuTe

Ternoto Ha OCTaThKa CE H3YMCIsABA, KAaTO CC W3BaXKAa TETJIOTO Ha
TapaTa. Pe3ynrarThT ce M3passiBa Karto MPOLEHT OT mpobara.

3abesieskKu

AKO QUITPHUpAHETO ce OKake TPYAHO, AHAIM3BT CE MOBTAps, KATO ce
3amectBar 50-Te ml comna kucenuna (touka 3.1) ¢ 50 ml 20 % (w/v)
pa3TBOp Ha TPHUXJIOPOLETHA KHCennHa (Touka 3.2) W ce NpOMHBa
GuaATHPBT ¢ TOmBA 1 % pasTBOp Ha TPHUXJIOPOLETHA KUCENUHA (TOUKA
3.3).

H. OIIPEJEJISIHE HA OBIIOTO KOJIMYECTBO ®OCDOP
Oo0moTo chabpkanue Ha (Gocdop ce ompenenst MOCPEACTBOM

— MeTozja 3a aHanm3, npeaBuiaeH B craHgapt EN 15510 dypaxu:
METOIM 3a B3eMaHe Ha mpobu M 3a aHamm3 — OmpenensHe Ha
Kajnuii, Hatpuii, Gochop, MarHeswii, Kajami, Keis30, IMUHK, MEI,
MaHraH, kobant, monubaeH u onoo 4pe3 ICP-AES wm

— MeTozja 3a aHanu3, npeasuieH B crangapt EN 15621 dypaxu:
Meroan 3a B3emaHe Ha npobu u aHamus — OnpejensHe Ha
Kanuil, Hatpuid, Qocdop, MarHesui, kanuii, csapa, Kens3o, LHUHK,
MeJ, MaHraH M KoOanT ciei pasiaraHe noj Haisrane upes ICP-
AES, wm

— (OTOMETPUYHMSI METOJl, OIHUCAH MO-I0JTy.

OOTOMETPUYEH METO/]
Len u odxBar

Hacrosmusar Meron naBa BB3MOXKHOCT Ja C€ ONpEAETd OOMOTO
cpabpkanue Ha Qochop BbB dypaxure. Toil € 0COOCHO MOIXOMISIL
3a aHalU3 Ha MPOAYKTH C HUCKO ChIbpxkaHue Ha docdop. B Hsixon
ciydan (mpu Ooratu Ha (ocdop NMPOAYKTH) MOXKE Ja Ce H3IMON3Ba
TPaBUMETPHUYCH METO/I.

Hpuanun

IlpobGata ce MHHEpalH3Upa Ype3 CyXO H3rapsHe (3a OpraHWYHH
(bypaxkn) WM dYpe3 KHUCENMHHO W3BapsiBaHE (34 MHHCPATHH CMECH H
TeyHH (ypaxu), Cleq KOeTO ce IOCTaBs B Pa3TBOpP Ha KHCEIHHA.
PasztBopsT ce o0OpaborBa ¢ MonubaoBaHamaTeH peareHT. OnTHYHATA
IUTBTHOCT HA Taka 00pasyBaHHUs KBJIT Pa3TBOP CE M3MEpBa ChC CIIEKT-
podoromersp mpu 430 nm.

Pearentn

Kanuues kapOoHar.

Comnna kucenuna pyg = 1,10 g/ml (npubnusurenno 6 mol/l).

A30THA KHCEeNHWHA, Py = 1,045 g/ml.

A3oTHa KucenmHa, pyo = or 1,38 mo 1,42 g/ml.

CsipHa kucenusa, pyo = 1,84 g/ml.

MonubnoBanagaTeH peareHT: B rpagyupana koiba ot 1 1 ce cmecsar
200 ml pa3tBop Ha amoHuHeB xenrtamonubOaar (touka 3.6.1), 200 ml

pa3TBOp Ha aMOHHEB MOHOBaHamar (Touka 3.6.2) m 134 ml azorna
kucenuHa (touka 3.4). JlombiBa ce A0 mBaIHUS 00eM C BOJA.
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3.6.1.

3.6.2.

3.7.

4.2.

43.

4.4.

4.5.

4.6.

Pa3TBop Ha amOHHWEB xemTaMoJIHOAAT: B ropema Boga ce pa3rapsr 100
g amonueB xentamoim6Oaar (NHy) 6Mo,0,4.4H,0. Jlo6asst ce 10 ml
amonsik (¢ mrbtHOCT 0,91 g/ml) u obembT ce momwiBa g0 1 1 ¢ Boxa.

Pa3ztBop Ha amoHHeB MOHOBaHajgar: 2,35 g aMOHHMEB MOHOBaHaJaT
NH4VO; ce pasrBapar B 400 ml ropema Bozxa. Ilpu mnocrosHHO
Obpkane 6aBHO ce noGapaT 20 ml pa3peneHa aszoTHa kucenuHa (7 ml
HNOj (. 3.4) + 13 ml H,O) n obemsbr ce mombasa mo 1 1 ¢ Bona.

Crannapren pasrBop or 1 mg ¢ochop nHa ml: pasrBapsr ce 4,387 g
kanueB guxuaporeH ¢docpar KH,PO, BBB Boma. Jomsisa ce o 11 ¢
BOJA.

Amnaparypa

KBapioBu, MOpIETaHOBH M IUIATHHEHHW THIJM 3a OICTeNIsIBaHe.
Enexrpruecka MyQenHa memy ¢ TepMocTar, HacTpoeH Ha 550 °C.
Konba tun Kenpman ¢ obem 250 ml.

I'pajynpand KOJAOH M MPEIU3HU ITHIICTH.

CrieKTpoOoTOMETBP .

Enpyserkn ¢ npubauM3uTeneH auamersp 16 mm M 3amyrianku, Kanuo-
poBanu 3a amameTsp 14,5 mm; Bmectumoct: 25—30 ml.

Ipouenypa
Ipucomesne na pasmeopa

Criopen Bua Ha mpobarta pa3TBOPBHT C€ MPUTOTBS M0 HAYWHA, YKA3aH B
Toyka S5.1.1 wim B Touka 5.1.2.

OobOuuaiina npougenypa

Ipererns ce 1 g unu noseve ot npodata ¢ TounocT 10 1 mg. IIpobara
3a aHanu3 ce moctaBs B konba tun Kemnman, nobassar ce 20 ml cspua
kucenuHa (T. 3.5), Konbara ce paskialia C LeJl BELIECTBOTO HAIIBIHO
Jla ce MMIIPETHUpa C KMCEIMHA M Ja Ce NPEJOTBPATH IOJICIIBAHETO MY
M0 CTEHHWTE M, CJIeJl KOETO Ce HarpsBa M ce NOJUIbpXKa B TOYKATA Ha
KuneHe B npoabkenue Ha 10 muuytn. OcTaBs ce Ja U3CTHHE JIEKO,
1100aBAT ce 2 M1 a30THA KucenuHa (3.4), JIeKo ce HarpsiBa, OCTaBs ce aa
W3CTHHE JIEKO, J100aBs ce Olle MajJKo a30THa KucenwHa (3.4) U OTHOBO
ce JOBEXIa 10 TOYKaTa Ha KureHe. Ta3u mporeaypa ce MoBTaps 0
nosiyyaBaHe Ha Oe3lBeTeH pa3tBop. IlociaenHusT ce oxmaxnia, A00aBs
ce MaJIKo BOJIa, TEYHOCTTa C€ MpeJMBa B TpaayrpaHa koiba ¢ obem 500
ml, kato konbara Kengan ce m3muaksa ¢ ropema Boga. Ocrass ce jna
M3CTHHE, CIIE/l KOETO 00eMBT Ce JOMbJIBA C BOJA U TEYHOCTTA C& XOMO-
reHusupa u Quiarpupa.

IIpo6u, chaABpXKAUHU OPraHUYHHU BEUIECTBAa U HECD-
OBbpXKAamU KaJLUEeBHW M MAaTrHE3UMEBHM JUXHUAPOTEH

bocharu.

Oxkono 2,5 g oT mpobaTa ce HPEeTeryiaT ¢ TOYHOCT 0 | mg B THren 3a
omnenessiBane. [Ipodara 3a aHanu3 ce pa3dbpKBa 10 MBJIHO CMECBaHE C
1 g xamueB kapbOonat (1. 3.1). CmecTa ce omenensiBa B HeIITa IPH
temnepatypa 550 °C jgo moiyuaBaHe Ha Osla MIIM CUBa Iernen (Majako
KOJIMYECTBO BBIVICH HEe € OT 3Hadenue). [lemenra ce mnpecurBa B
OexepoBa uama ¢ obem 250 ml. J{obassit ce 20 ml Boma u conna
kucenuHa (1. 3.2), JOKATO MpecTaHe OTAEIsiHETO Ha ra3. JloOaBsaT ce
ome 10 ml conna xucenuna (1. 3.2). BexepoBara wama ce mocrassi Ha
sIichbYHa OaHsg W Ce OCTaBsl CBHIBPKAHMETO U Jia Ce CI'BCTSABA Upe3
U3MapeHue, [OKATO H3ChXHE, Taka Y€ CHIMIUEBUIT JHOKCHUI Ja
crane HepastBopuM. OcTaThKbT ce pasrtBaps oTHOBO B 10 ml asorna
kucenuHa (T. 3.3) W ce ocTaBs Ja KWK Ha ISIChbYHATA OaHS WIH Ha
HarpeBaTellHa IUIo¥a 5 MHHYTH, 0e3 Ja ce M3mapsBa 0 H3ChXBaHE.
TeuynoctTa ce mpenuBa B TpaayupaHa komba ¢ obem 500 ml, karo
OexepoBara wyama ce W3IJIAKBA HSAKOJIKO IIBTH C Topelia BOjA.
OcraBsi ce Ja W3CTHHE, Clel KOETO O0eMBT Ce JONbJIBa C BOAa M
TEYHOCTTa C€ XOMOTeHH3Mpa U (UITpUpa.
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5.2.

5.3.

3.2.

3.3.

3.4.

Honytmeane Ha oyeemseaHemo U usmepedane HaA - onmuyHama
niavmHocm

AJIMKBOTHA 4acT OT MOJIy4eHHS B CHOTBETCTBHME C ITpOLEAypaTa B T.
S5.1.1 mmm 1. 5.1.2 dunrpar ce paspexaa A0 MOJTy4aBaHE HA KOHIICH-
Tpaius Ha docdop He no-Bucoka ot 40 pg/ml. ITocrassar ce 10 ml ot
TO3U pa3TBOp B enpyserka (1. 4.6) u ce nodassr 10 ml or monubmoBa-
HazatHust peareHT (T. 3.6). CMmecTta ce XOMOTeHM3Hpa M CE OCTaBs Jia
npecton Hail-manko 10 munyTH mpu Temmeparypa 20 °C. Onruynara
IUTBTHOCT ce u3MepBa B crekTpodoromersp npu 430 nm crnpsmo
pa3TBOp, noiyudeH 4pe3 nodOaBsHe Ha 10 ml oT MonmOmoBaHamaTHUS
pearent (1. 3.6) kpMm 10 ml Bona.

Kanubpayuonna xpusa

Ot crangaptaus pa3tBop (T. 3.7) ce MNPUTOTBAT pPasTBOPU ChC
cpappkanne Ha Qocdop cvorserno 5, 10, 20, 30 u 40 pg/ml.
Bsemar ce mo 10 ml oT Bceku OT pa3TBOpUTE W KBM TSIX Ce
npubaBst nmo 10 ml or wmonubmoBaHamatHus peareHT (T. 3.6)
CMecuTe ce XOMOTEHHM3MpAaT U CE OCTAaBST Ja MPecTosAT Hak-manko 10
MuHyTH Tipu Temnepatypa 20 °C. M3mepBa ce onTHyHaTa IUIBTHOCT,
KakKkTO € yKa3aHo B Touka 5.2. KanuOpamumoHHaTa KpuBa ce odepTaBa,
KaTo pa3IM4YHUTE CTOMHOCTM HAa ONTHYHATA IUIBTHOCT CE HaHACAT
CHIPSAMO CHOTBETHHUTE KosimdyecTBa (hocdop. 3a KOHLEHTPALMH MEXIy
0 u 40 pg/ml rpadukara e nuHeitHa.

W3uncasiBaHe Ha pe3yJTaTHTE

Omnpezenst ce komudecTBoTo (ocdop B mpodara, Kato ce H3MOI3BA
KanuOpaloHHaTa KPHBA.

PesyarateT ce m3passiBa Karo MPOLEHT OT MpobaTa.

Ilosmopsaemocm

Paznukara MEXIAY Ppe3yaTaTuTEe OT [ABC IMapajJCIHu ONPEACIIAHNA,
U3BBPUICHU C €IHA U Cblla np06a, HEC Tpﬂ6Ba Jla HaJBUIIaBa:

— 3 %, OT mo-BHCOKaTa CTOWHOCT, NpU ChAbpKaHue Ha (Gochop mox
5 %;

— 0,15 % kato abGconroTHa CTOHHOCT IPH ChAbpPKaHUE Ha (Gochop oT
5 % wm mnoseue.

O. OIIPEAEJIAHE HA XJIOP OT XJIOPUJH

Ilesa u o6xBart

HacrosimuustT Meros aBa Bb3MOXKHOCT J1a CE ONPENEIH ChIAbPKAHUETO
Ha XJIOp B Pa3TBOPHMH BbB BOJA XJOPHIH, OOMKHOBEHO M3pa3siBaHU
KaTo HaTpueB Xjopuia. Toil e NMpUIoKUM 3a BCHUKU (ypaxu.

HpuHumn

Xnaopugure ce pas3TBapAT BbB  BoJa. AKO TNPOAYKTBT ChIBPXKA
OpraHMYHHU BeEIlleCTBAa, TOW ce Tojara Ha u30HcTpsiHe. Pa3TBOpBT ce
MOJIKMCIISIBA JIEKO C A30THA KUCEIMHA M XJIOPHIUTE CE yTasBaT IOJ
(dopmara Ha cpeObpeH XJIOpHJ C MOMOLITa Ha Pa3TBOpP OT CpeObpeH
HUTpaT. M3IMIIHMAT cpeObpeH HUTpAT ce TUTpyBa C pa3TBOpP Ha
aMOHMEB THOLMAHAT 1Mo MeroJa Ha donxapn.

Pearentn

PaszrBop Ha amonmeB Twoumanat 0,1 mol/l.

PastBop Ha cpedbpen Hutpar 0,1 mol/l.

Hacuren pastBop Ha amonmeB ¢epucyndar (NHy)Fe(SOy),.

A3zotHa kucenuHa, wrbTHOCT: 1,38 g/ml.
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3.5.
3.6.
3.7.

3.8.

3.9.

5.2

Jluetuios erep.
AneroH.

Pasreop Ha Kapes I: 21,9 g uunkoB auerat Zn(CH;COO), 2H,O u 3 g
0e3BoZHA OLIETHA KHCEJIMHA Ce pa3TBapsiT BBB Boja. JlombiBa ce 10
100 ml ¢ Boxa.

Pa3rop Ha Kapes II: pasrBapsar ce BbB Boma 10,6 g kamueB ¢epo-
mmanny Ky Fe (CN)g 3H,O. [Jlomsnsa ce no 100 ml ¢ Boga.

AKTHBEH BBIVICH, KOHTO HE CBhIbpXKa XJIOpHOHM M He abcopOupa
XJIOpUIH.

Amnaparypa

Cwmecuren (OapabaneH): npudimsutenno 35—40 rpm.

[poueaypa
IIpuecomesane na pazmeopa

Criopen; ectecTBOTO Ha IpobaTa, Cce MNPUTOTBA pa3TBOp, KAaKTO €
mocoyeno B T. 5.1.1, T. 5.1.2 wim 1. 5.1.3.

ChILEBPEMEHHO C€ TpaBU npaszHa npoda 0e3 MOAIeKANIOTO HA aHAIU3
BELICCTBO.

IIpobOu, KOUTO HEe CHABPIKAT OPraHUYHHU BEUIECTBA

IIperernst ce ¢ To4HOCT A0 exuH mg mpoda or He moseue ot 10 g,
KOSITO ChABpXKa HE IOBe4Ye OT 3 g XJIop Hoja ¢opmara Ha XIJIOPHIH.
Iperernenoro kosmyecTBo ce ciara 3aexHo ¢ 400 ml Boga B
meputenHa konda ot 500 ml npu Ttemmeparypa ot oxono 20 °C.
CMecta ce pasMecBa TpUIECET MHHYTH B OapabaHHHS CMECHTEI,
JONBJIBA CE JO IBJIHUSL 00eM, XOMOICHH3Hpa ce M ce (HITpupa.

lIpobu, cvovpocawyu opeanuynu eewecmea, 0Oes
npooykmume, onucaHu 6 mourka 5.1.3.

Iperernar ce okoao0 5 g OT mpodara ¢ TOYHOCT [0 €IUH Mg U TOBA
KOJIMYECTBO CE IIOCTaBs ¢ 1 g akTHBEH BBIVICH B MEPHUTENIHA KOJIOA OT
500 ml. Jo6aBsar ce 400 ml Bona ¢ Temneparypa okono 20 °C u 5 ml
pasrBop Ha Kapes I (1. 3.7), pazobpkBa ce 30 cekyHau u 1ocie ce
nobasar 5 ml pasrBop Ha Kapes II (1. 3.8). Cmecra ce pa3smecBa
TPUIECET MUHYTH B 0apaOaHHHS CMECHUTEI, IOIBIBA CE O IIBJIHUSL
obeM, XOMoreHusHpa ce u ce GpuiITpupa.

TonauHHO 0o0OpaboTeHUM Gypaxu, JIEHEHO KICHE H
NeHeHoO OpamHO, NPOAYKTH, OOratTm Ha JEHEHO
OpamHO, U APYyrW NPOAYKTH, OOraTu Ha PAaCTHUTEJICH
KIel uMau Ha KoJdougalHU cyObcTtaHuuu (Hampumep
JEKCTPUHUPAHO HHUILIECTE)

Pa3TBOpBT ce HPHUrOTBA, KAKTO € omucaHo B T. 5.1.2, HO He ce
¢unrpupa. Jlekantupa ce (ako ce Hajara — ce ULeHTpodyrupa),
ommBar ce 100 ml or cynepHaraHTa, KOMTO C€ HPEXBBPIAT B
mepurenHa koiba or 200ml. CmecBa ce ¢ ameron (1. 3.6) m ce
JONBJIBA O IBIHUS 00EM C TO3H Pa3TBOPUTEN, XOMOTCHH3Hpa CE U
ce QuuTpupa.

Tumpyeane

C momomiTra Ha MUMNETa B epieHMaiiepoBa Koida ce mpexBbpiAT 25 ml
—100 ml or Quntpara (B 3aBUCHUMOCT OT HPEIINOIAraeéMOTO XJIOPHO
ChIbpKaHUE), MOJIy4YeH KakTo € ommcaHo B T. 5.1.1, 1. 5.1.2 wmm T.
5.1.3. AnukBoTHaTa 4acT He TpsiOBa Ja chappxka moBede oT 150 mg
xmop (Cl). Pa3pexna ce, ako e He0OXOIMMO, 10 HE mo-Manko ot 50 ml
¢ Bojma, 100aBaT ce 5 ml asorna kucenmHa (1. 3.4), 2 ml HacutTeH
pa3tBop Ha amoHuEB ¢epucyiadar (T. 3.3) U OBE Kamku pas3TBOp Ha
amMoHneB THOIMaHaT (T. 3.1), MpexBBpIeH ¢ TOMoIITa Ha Oropera,
JIOIBJIHEHA JI0 HyJneBoTo jenenue. Karo ce wu3monsBa Oropera,
pa3TtBopbT Ha cpedbpeH HHUTpAT (T. 3.2) ce NPexXBBPIS IO TAKHB
HAYWH, 4e Ja ce mnonyyn w3numbk ot 5 ml. JlobGaesr ce 5 ml
nuetuoB erep (T. 3.5) m ce paskiam@a eHepruyHo, 3a Ja Koaryimpa
yTaiikara. M3numHusST cpedbpeH HUTpPAT Ce THUTPyBa C pa3TBopa Ha
amoHueB tronuanat (1. 3.1) moTorasa, 0OKaTO YepBEHO-KaQEHUKABOTO
OLIBETSIBAHE C€ 3aJbPXKHM €HA MUHYTA.
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7.2.

7.3.

M3unciasBane Ha pesyjJraTure

Coabpaxkannero Ha xj0p (X), U3pa3eHo KaTo MPOLEHTHO ChAbp)KaHUE
Ha HaTPUEB XJIOPUJ, C€ M3YMCIsABA IO ciexHaTa (opmyna:

5,845 % (V, — 13)
- m

X

KBJIETO:

Vi

ml obem (B ml) Ha nobGaBeHust pa3TBOp Ha cpeObpPEH HHUTPAT
0,1 mol/l

V, = obem (B ml) Ha pa3tBopa Ha amonueB Tuoumanat 0,1 mol/l,
M3I0JI3BaH 32 THTPYBaHE

m TErJI0 B g Ha Hp06aTa B QJIMKBOTAa.

B ciywaii ye mpasHara mpoba MOKake M3pa3xoJBaHE Ha pa3TBOpa Ha
cpebbpern HuTpar ¢ KoHmneHtpaums 0,1 mol/l, Tasm croiiHOCT Cce
n3Baxkaa ot obema (V; — V).

3abesieskKu

TI/IprBaHCTO MOXKE JHa C€ U3BbPIIM WU 4YpPEe3 MNOTCHUUOMETpUS WIIN
aMIICpOMETpPUsL;

ITpn mpoxyKTH, KOMTO ca MHOTO OOraTM Ha Macjia ¥ Ma3HHHH, ITbPBO
ce M3BbpLIBa 00e3MacisiBaHe C AUETHIOB €Tep WM IETPOJICH eTep;

ITpu prbeHo OpamrHO TUTPYBAHETO MOXKE Ja Ce U3BBPILH 10 METO/a Ha
Mop.
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[IPUJIOJKEHUE 1V

METO/IM 3A AHAJIU3 C HEJ KOHTPOJI HA KOJMYECTBATA

3.2.

3.3.

3.4.

3.5.

3.6.

3.6.

3.7.

O]

PA3PEIIEHHU JOBABKH BbB ®YPAXKUTE

A. OIIPEJEJISIHE HA BUTAMUH A

Buramun A ce omnpepens 1ocpeicTBOM:

— Merona 3a ananus, npeasuaeH B crannapt EN 17547 — Oypaxn —
METOAM 3a B3eMaHe Ha mpobu M aHanu3 — OmnpenernsHe Ha CbIbP-
sxkanuero Ha Butamuan A, E u D (!). Meroa, wusnonssamg
npeurcTBaHe upe3 TBbpHoQazHa excrpakuus (SPE) u Bucokoe-
¢dexruBHa TeuHa xpomarorpadus (HPLC) nmu

— u4pe3 BHCOKOe(eKTHBHAa TeuHa Xpomarorpadus ¢ obOpaTtHa ¢asza
(RP-HPLC), ¢ m3non3Bane Ha UV mim QiyopecueHTeH IeTeKTop,
CBIIIACHO OIMHMCAHOTO B TOYKM 1—9 mo-moiy.

Len u odxBart

Hacrosimmsit MeToj JaBa BB3MOKHOCT 32 ONpEIeisHe Ha KOJH-
YeCTBOTO HAa BHUTaMHUH A (peTHON) BBB (Qypaxku. Buramun A
BKJIIOYBA M3LSUIO-MPAHC PETHHHIOB ajKOXOJ W  HErOBUTE  YuC-
U30MEpH, KOUTO C€ OIpeelsT Mo To3u Meroa. ChIbpKAaHHETO Ha
BuTaMHH A ce wu3passa B MmexayHapomau exuanim (IU) mHa kg.
Emnna IU otroBaps Ha aktuBHocTTa Ha 0,300 pg wsisuio-mpanc-
ButamMuH A ankoxon win Ha 0,344 pg w3IsuIo-mpanc-BUTAMHH A
arerar, win Ha 0,550 pg w3IpsUIO-mpanc-BUTAMAH A TIAIMHUTAT.

I'pannnara Ha xommuectBeHo omperesae ¢ 2 000 [U Buramuu A/kg.

HpuHoun

IIpobara ce XUAPOAM3UPA C ETAHOJIOB PA3TBOP HA KAJIMEB XMAPOKCHUI U
BUTAMHH A ce M3BIMY4a B IETPOJEH erep. PasTBopurensr ce
CIMMUHUpA 4Ype3 H3IapsiBaHe, OCTATBbKBT CE pasTBapsi B METaHON U,
aKko ¢ HeoOXOAMMO, ce pas3pekaa JI0 HM3MCKBAHATAa KOHLEHTpALus.
Chbabp)KaHHETO HAa BUTAMHH A CE ONpEAeNst 4pe3 BHCOKOC(EKTHBHA
TeyHa xpomarorpapus c obparna ¢dasa (RP-HPLC) c¢ momomra Ha
UV-nerextop uinu ¢uryopecuenTeH aerekrop. Ilapamerpure Ha xpoma-
TorpaduaTa ce moadMpar Taka, ue Ja HE ce pasjiels U3LIO-mpanc-
BHTAMHUH A QJIKOXOJ OT HETOBUTC yuC-H30MEPU.

PearenTn

Eranon, ¢ = 96 %

Ilerponen erep, nuamason Ha kunene: 40-60 °C
Meranon

PastBop Ha kanueB xuapoxcun, ¢ = 50 g/100 ml

PastBop Ha HatpueB ackopbat, ¢ = 10 g/100 ml (Bx. 3abenexkara B T.
7.7)

Hatpues cyndun, Na,S - x H,O (x =7 - 9)

1. PasrBop Ha Hatpue cyiadum, ¢ = 0,5 mol/l B rmumepun B = 120 g/l (3a
x = 9) (Bx. 3a0enexKUTe B TOUKa 7.8)

PastBop Ha denondranenn, ¢ = 2 g/100 ml B eranon (1. 3.1)

MeroabT 3a aHanu3, npeasunaeH B EN 17547, e npuer 3a Meroj, KOWTo cienBa ga ce

W3I10JI13Ba 3a LCIUTE Ha O(i)I/IL[I/IaJ'lHI/Iﬂ KOHTPOJI IIPpU OIPEACIAHETO HA BUTAMUHU AnE
KaTo aJTEpHATUBEH Ha METOJA 3a ONPEIC/IAHE Ha BUTAMUH A, omucaH B HactT A oT
HACTOAIIOTO IPUJIOKEHHUE W Ha METOJIa 3a OINPEICIIIHE Ha BUTaAaMHUH E, onucan B wact b
OT HACTOAUIOTO IIPUIIOKECHHUE.
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3.8.

3.9.

3.11.1.

3.12.1.

4.2.

4.2.1.

4.2.2.

4.2.3.

4.2.4.

4.3.

4.4.

4.5.

4.6.

4.7.

4.8.

2-TpomnaHonx

Iogsmwxua ¢asza 3a HPLC: cmec or wmeranon (1. 3.3) u Boja,
Hanpumep: 980 + 20 (v + v). TouHOTO CHOTHOILICHHE CE€ OMpEHemst
OT XapaKTePUCTUKUTE Ha HM3II0J3BAaHATA KOJIOHA.

A30T, HE3aMBPCEH C KHCIOPOJ.

W3usno-mpanc-BUTaMHH A aleTar, ¢ W3KIIOYHTEIHA YUCTOTA, C FapaH-
THUpaHa akTUBHOCT, Hampumep 2,80 x 106 1U/g

M3xoneH pa3TBOp Ha M3ILLUIO-mpanc-BUTAaMUH A anerat: Ilpereryar ce
50 mg cranaaptHO BemiectBOo BuTamuH A anerar (1. 3.11) ¢ TouHocT
1o 0,1 mg B rpagyupana koiba or 100 ml. PazrBapsr ce B 2-mpomnanosn
(r. 3.8) u ce HombiBa 0 MapKara CbC Chlus pasrBopures. Homu-
HaJHaTa KOHLEHTpauus Ha To3u pastBop e 1400 IU Buramun A Ha
ml. Toynara KOHLEHTpaLuUs Ce ONpejeNs B CbOTBETCTBHE € T. 5.6.3.1.

W3usino-mpanc-BuTaMuH A majaMUTaT, ¢ M3KIIOYMTENHA YHCTOTA, C
rapaHTupaHa akTUBHOCT, Harmpumep 1,80 x 106 1U/g

M3xomeH pa3TBOp Ha HM3ISAIO TpaHC BUTaMHH A manmuTtar: IIpererisar
ce 80 mg craHmapTHO BemiecTBO BUTaMuH A mammutar (T. 3.12) ¢
touroct g0 0,1 mg B rpagympana komba ot 100 ml. PasrBapsr ce B
2-nporaron (1. 3.8) u ce AOmBIBa 0 MapKaTa CbC CHINUSI Pa3TBO-
puten. HomuHanHata KOHIEHTpamust Ha To3u pastBop e 1400 U
ButaMuH A Ha ml. ToyHara KOHIEHTpAUust ce ONpeneNs B ChOT-
BeTCTBHE C T. 5.6.3.2.

2,6-nu-tper-0ytun-4-metuwidenon (BHT, Oyrunxuapokcuronyoin) (Bx.
3abenexkara B T. 7.5)

Anaparypa

BakyyMmeH poTalMOHEH H3MapuTel.
JlaGopaTopHu CBIOBE OT THMHO CTBKIIO.
[TnockoxbHHEM WM KOHYCOBUAHM KOOu oT 500 ml, ¢ mutud.

I'pagynpanu koabu ¢ numdoBaHa CTBKIEHA 3alyLIalka, TACHO I'bPIIO,
10, 25, 100 n 500 ml.

KonycoBunnu npenmurenuu ¢ynuu, 1 000 ml, ¢ mmdoBana crbkieHa
3aryIanka.

Kpymoo6pa3uu konbu, 250 ml, ¢ numd.

XnamHuK Ha AJMH, ABDKMHa Ha Koxyxa 300 mm, ¢ mumdoBan
cThKIeH numnd, ¢ aganTep 3a TpbhOa 3a 3axpaHBaHE C Tas.

Harpuata ¢untepHa xaprtus 3a cemapanusi Ha ¢asute, auamersp 185
mm (Hampumep Schleicher & Schuell 597 HY 1/2).

O6opyzasane 3a HPLC cbc cucrema 3a BIpbCKBaHE.

Komnona 3a Teuna xpomarorpadus, 250 mm X 4 mm, C;g, IbJIHEK OT 5
wii 10 pm, Wi exBHMBaJeHTHA (SKCIIOATALMOHEH KPUTEPHUi: TpH
nposexaaHe Ha HPLC tpsabBa na ce monyyd camo eJuH MUK 3a
BCHYKH H30MEPU Ha PETHHOJNA).

UV-gerekrop wiM  (IIyOpecLEHTEH [ETeKTOp C HacTpoiika Ha
JIbJDKMHATA HA BbHJIHATA.

CrexrpodoromMeTsp ¢ 10-MHINMETPOBH KBapLIOBH CIEMCHTH.
Bana 3a Boana 0aHs ¢ MarHuTHa ObpKaJKa.

Excrpakrop (Bx. ¢ur.l), cecrosmr ce OT:
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4.8.1.

4.8.2.

5.1

5.2.

5.3.

CrpkiieH mwimHIBp ¢ obem | 1, ¢ numdoBaHM CTHKICHH TBPIO H
3aITymranka

HlmpoBana cTHKICHA BIOXKKA, CHAOJEHA CbC CTPAHUYHA TPHOMUKA U
peryiaupyema Tpb0a, KOATO MUHABA Ipe3 LeHTbpa K. JlonHara yacT Ha
perynupamara ce tpbrba cieasa ga O0bae ¢ U-oOpasHa dopma u ¢ aro3a
B IPOTUBOIIOJIOKHUS Kpaif, Taka ue FOPHUAT TeUEH CIOH B LIMIMHIBPA
Jla MOXKE J]a ce NPEXBbPIM B JAeIUTEIHA (DYHUS

Ipouenypa

3abenexcka: Butamun A e uysctButeneH kpM (YB) cBemmHa u
[OJIATJINB Ha OKWCJsBaHEe. Bcuukn MaHuUmynanumu TpsiOBa
Jla ce M3BBPIIBAT Ha TBMHO (B CBIOBE OT TBMHO WIIH
IIOKPUTO C AJYyMHHHEBO ()OJIHMO CTHKIO) M B OTCHCTBHC
Ha kuciopon (emumuHHpa ce ¢ asor). Ilo Bpeme Ha
EKCTPaKIUATa BB3IYXBT HAJl TEYHOCTTA CE 3aMEHS C a30T
(3a nma ce u30sArBa NpPEKaJCHO TOJSIMOTO HAJATaHE, OT
BpeMe Ha Bpeme TpsiOBa 1a ce OTBaps 3aIlyllajiKara).

Tloozomoska Ha npobama

IIpo6Gata ce cMuia, Taka 4ye Ja MOXeE Jia IIPEMUHE IIPe3 CUTO C OTBOPH
1 mm, karo ce u30srea HarpsBane. CTpuBaHeTO TpsOBa 1a C€ M3BBPIIM
HEIIOCPEICTBCHO IIPEAH IPETErNIIHETO U OCAIlyHSBAHETO, B IPOTHBCH
cllydail chliecTByBa pHCK OT 3aryou Ha ButamuH A. IIpoGara(-ute) He
Cce CTpUBAT aKo pAa3NpeleNieHHeTO Ha 4YacTULIUTE MO pa3Mep €
MOAXOAAMIO (HAmp. MPEeMHUKCH U (PypakHH TOOABKH).

Ocanynseane

Criope]] TETJIOBHOTO ChABPXKAHHE HA BUTAMUH A, B IIOCKOABHHA WIIH
KoHycoBHuaHA Koi6a or 500 ml (1. 4.2.1.) ce mpereryAT ¢ TOYHOCT 10
Img 2—25 g or mpobara. B ciydanTe Ha HHCKH KOHIICHTpAIUU
TEerJIOTO Ha mpobara Moke 1a ObJe YBEIMYEHO C IIeN Ja Ce OCHIYPH
JoctarbyeH Opoll yacTHIM B YacTTa OT mpobarta 3a aHanms. [locnien-
OBATEIHO Ce MPUOABAT MPH MOCTOSHHO pa3dbpkBane 130 ml eranor (T.
3.1), okomno 100 mg BHT (1. 3.13), 2 ml pa3tBop Ha HaTpHeB ackopOar
(1. 3.5) u 2 ml pasrBop Ha HarpueB cynbun (t. 3.6). Montupa ce
xnagHUKbT (T. 4.3) Ha KonbaTa M TOCIeJHATA Ce IOTans BBB BaHA 3a
BoxHa OaHsi ¢ MarHuTHa Obpkanka (1. 4.7). HarpsiBa ce 10 kureHe u B
NPOAB/DKEHHE Ha S5 min ce OCTaBAT MapuTe Aa MpEeMHUHABAT Mpe3
xnaguuka. [lpubaBste cneq ToBa 25 M pa3TBOp Ha  KallMeB
xuapokenn (3.4) mpe3 oxmamutens (4.3) W ocTaBiATe OTHOBO Oa Ce
OTBBPHE 3a 25 MHH., KaTo ObpKare mpu ciad OPUTOK HA a30T.
W3znnakBa ce xmagHukbT ¢ okomo 20 ml Boga W ce oCTaBs ChIBP-
JKAHMETO Ha KoybaTa 1a W3CTHHE 10 JOCTUTAHETO Ha CTaiHa TeMIie-

patypa.

Excmpakyus

Upe3 jeKkaHTauusi OCAMyHSBALIMAT pPA3TBOP C€ MPEXBBPJIS KOJIH-
YeCTBEHO, Karo Kosjbara ce wusmiakBa c¢ obmo 250 ml Boma, B
nenurenda Gyrus or 1 000 ml (. 4.2.3) wiu B exkcrpakropa (T. 4.8).
Konbara 3a ocanyHsiBaHe ce W3IUIaKBa MOCIEI0BaTETHO ¢ 25 ml eTaHoN
(1. 3.1) u 100 ml merponen erep (T. 3.2) ¥ TEYHOCTTA OT M3ILIAKBAHETO
ce MpexBbpis B JeiauTenHara (GyHus wiaM B excrpakropa. CbOTHO-
HMICHUETO MEXIYy BOJaTa M €TaHolla B KOMOWMHHUpPAHUTE pPa3TBOPH
TpsiOBa na e okoso 2:1. Paskiama ce eHepruvHO B MPOIBIDKCHHE Ha
2 min ¥ ce OCTaBsl B TMOKO# 3a 2 min.

Excrpakuus ¢ nenutenna pyunus (r. 4.2.3)

Koraro crnoeBere ce otmensar (Bxk. 3alenexkata B T. 7.3), cJOST OT
METPOJICH eTep ce MPeXBbpis B Apyra aenutenna ¢yaus (1. 4.2.3).
Excrpakuusita ce moBrapsi aBa mbTH c¢be 100 ml merposnen erep (T.
3.2), a ciex toBa nBa mbtH ¢ 50 ml merponen etep (1. 3.2).

ChOpaHuTe eKCTPAKTH Ce MPOMUBAT JIBa IIBTU B JeTHUTeTHATA (DyHHUS IpH
JIeKO paskiaiiane (3a/1a ce n30erse 00pa3yBaHETO HA EMYJICHS ) C HOPIIUH
ot o 100 ml Bozia 1 ciiez; ToBa ¢ MOBTOPHO pa3KiialiaHe ¢ HOBH MOPIMHU OT
o 100 ml Boa, JIokaTo rocieaHaTa octane Oe3lBeTHa cliel] 100aBIHETO
Ha pa3tBop Ha (eHondranenH (T. 3.7) (OOMKHOBEHO ca JOCTAThYHU
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5.4.

5.5.

4eTHpU mnpoMmuBaHus). [IpOMHTHAT eKCTpakT ce (uiITpupa cbe Cyx
HarpHaT QuUITBHP 3a orxaensHe Ha (asute (T. 4.4), 3a ga ce OTCTPaHU
BCSIKaKBa CyCIICHAMpAaHA BOJA, M CE MPEXBBPIIS B IpagyupaHa kouda oT
500 ml (1. 4.2.2). lenurennara GyHus 1 GUATHPHT ce u3miakear ¢ 50 ml
nerposieH erep (T. 3.2), A0IUBa ce 0 MBJIHUS 00eM C meTpolieH erep (T.
3.2) u ce pa30bpKBa J100pe.

ExcTpakxnusa ¢ momomTa Ha ekcTpakTop (1. 4.8)

Koraro cioesere ce ornensr (Bx. 3a0enexkara B T. 7.3), 3amylajikara
Ha cTekieHus wwHABD (T. 4.8.1) ce 3amens ¢ uummdoBaHarta
cTpkieHa Binoxka (1. 4.8.2), karo gomuust U-oOpaseH kpail Ha pery-
aupamara ce Tpbba ce MOCTaBsi Taka, Ye 1a CE OKaXe TOYHO Haj
HHBOTO Ha pa3jeiMTe/IHATA MOBBPXHOCT. Upe3 moxaBaHe Ha as3oT
npe3 CTpaHM4HATa TPBOMYKA Ce NpHiIara HAJSIraHe U Ce MPexXBbpIIs
TOPHUAT CIIOH nerposien erep B jeautenHa (ynus or 1000 ml (r.
4.2.3). Ilpubasar ce 100 ml merposen erep (T. 3.2) B CTBKICHUS
IWINHIBP, 3aTBaps Cce C 3alyllalkata M CHJIHO ce pasKiala.
OCTaBsT ce CJIOEBETE [a Ce OTACIAT M TOPHHUAT CIOH Ce MPEXBBPISI B
JenutenHata (QyHHsA, KakTo € IocodeHo mo-rope. Ilpouenypata Ha
excrpakuusi ce noBTaps ¢ HoBu 100 ml merponen erep (1. 3.2), cien
ToBa omie jaBa mpTH ¢ 1o 50 ml merponeH erep (T. 3.2) u cioesere
IIETPOJICH eTep ce A00AaBsT B JAeIUTCIHATA (QYHUS.

CbOpaHuTe EKCTPAaKTH OT HETPOJEH eTep Ce HPOMHUBAT CBITIACHO
npoueaypara, omnucaHa B T. 5.3.1, M ce W3NBIHABAT Mpoleaypara,
ONKCaHA B IOCOYEHATA TOYKA.

Iloozomoeka na npobuus pazmeop 3a HPLC

AJIMKBOTHA 4acT OT pa3TBopa Ha nerposeH erep (T. 5.3.1 mwmm 1. 5.3.2)
ce MPEeXBBpIISA C MHUIETa B KpymoodpasHa koiba ot 250 ml (t. 4.2.4).
OcTaBs ce pa3sTBOPUTEIAT Ja C€ U3MApH IOYTH H3ILIO B POTALMOHHHSL
m3napuren (1. 4.1) npu NOHMXKEHO HaJsAraHe, IpU TeMIeparypa Ha
BaHaTta He no-sucoka or 40 °C. BwscraHoBsBa ce arMoc(h)epHOTO
HaJlsATaHe, KaTo ce Bkapa a3zoT (Touka 3.10), m kombara ce u3BaxkIa
OT pPOTAalMOHHHA H3mapuTend. OCTAaHAIOTO KOJNHMYECTBO Pa3TBOPUTEI
ce orcrpaHsBa B TOTOK a3oT (T. 3.10) m ocraTbKbT He3abaBHO ce
pastBapst B m3BecteH obem (10—100 ml) meranon (r. 3.3) (KOHIEH-
Tpaiusta Ha BUTaMHH A TpsibBa ma e B mHTepBasa ot 5 IU/ml mo
30 IU/ml).

Onpeodenane upez HPLC

Burtamun A ce otmens B komoHa Cig ¢ obpartHa daza (1. 4.5.1) u
KOHIICHTpauusita My ce u3Mmepsa c¢ mnomomra Ha UV-gerextop (325
nm) win QiyopecueHTeH aetekTop (Bb30yxkaaHe: 325 nm, n3inbuBaHe:
475 nm) (1. 4.5.2).

BrpsckBa ce anmmkBoTHa uact (Hampumep 20 pl) ot momyueHus
METaHOJIOB pa3TBOp (BXK. T. 5.4) u ce enyupa ¢ nojswkHata (aza (T.
3.9). UzuncnsBa ce cpenHata BHCOYMHA Ha MHKa (IUION) HAa HSKOJKO
BIPBCKBAHMSL OT CBLIUS IPOOCH Pa3TBOP M CPCJHUTE BHCOYMHH Ha
MUKOBETe (IUIOIIM) HA HSAKOJKO BIPBCKBAHMS OT KaIMOPAllMOHHUTE
pastBopu (T. 5.6.2).

Venosust Ha HPLC

JlaBaT ce crneAHWTE YyKa3aHUS 3a YCIOBMATa Ha IPOBEXKJaHE Ha
aHanu3a. MoraT fga ce M3MoJ3BaT M JPYrH MapaMeTpu, MpU yCIOBHE
4e J1aBaT PABHOCTOMHH Pe3yNTATH:

Komona 3a Teuna xpoma- 250 mm x 4 mm, Cg, meaHeX OT 5 um wim ot 10

torpadus (1. 4.5.1): WM WM eKBHUBaJCHTHA

Ionsmwxua dasa (1. 3.9): Cmec ot wmeranon (t. 3.3) u Boja,

980 + 20 (v + V).

CKOpOoCT Ha W3THYaHE: 1—2 ml/min

Herekrop (1. 4.5.2): UV-gerexktop (325 nm) wmm

(hiyopecueHTeH
nerexTop (Bb30yxkagane: 325 nm, uznpuBaHe: 475 nm)
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5.6.
5.6.1.

5.6.2.

5.6.3.

5.6.3.1.

5.6.3.2.

Kanubpupane
[TpurorBsine Ha paOOTHHUTE CTAHJAPTHHU PA3TBOPHU

OtmepBat ce ¢ nunera 20 ml oT U3XOAHMS Pa3TBOP HA BUTAMMH A
aneratr (t. 3.11.1) uiam 20 ml or u3XOAHUA pPa3TBOP HA BUTAMHUH A
nanmurar (T. 3.12.1) B komba ¢ IUIOCKO ABHO WIM KOHYCOOOpasHa
konba ¢ obem 500 ml (1. 4.2.1) u ce xuaponusupa, KakTo € OIHCAHO
B T. 5.2, HO Ge3 ma ce mpubas BHT. Crnex ToBa ce mpucThliBa KbM
eKCTpakuus ¢ nerpoiieH erep (T. 3.2) chriacHo mpouenypara B T. 5.3 u
ce gomensa g0 500 ml c merponen erep (1. 3.2). B poraruBHus
m3napuren (BX. T. 5.4) 100 ml or To3m ekcTpakT ce moayarar Ha
MOYTH IIBJIHO H3MapsBaHe, OTCTPAHsSBA CE€ OCTAHAIOTO KOJIMYECTBO
pastBopuTen B HOTOK OT a3oT (T. 3.10) M OCTarbKbT OTHOBO C€
pastBaps B 10,0 ml meranon (r. 3.3). HomuHanHaTta KOHLEHTpauus
Ha To3u pa3tBop ¢ 560 IU BuramuH A Ha ml. TouHaTa KOHIEHTpAIHsL
clie/iBa Jla ce OMpEeid B ChOTBETCTBUE C T. 5.6.3.3. PaGoTHUST craH-
JapTeH pa3TBOp TpsibBa na ObJe NPUIOTBEH HEMOCPEACTBEHO IPEan
ynorpeba.

OrmepBat ce ¢ numera 2,0 ml or pabOTHHSI CTaHIApTEH pPa3TBOP B
rpagyupana konba or 20 ml, gombnBa ce g0 MBIHHA 00eM C
meranon (1. 3.3) m ce pasmecBa. HoMmmHaigHaTa KOHLEHTpalHs Ha
TO3M pa3peleH paboTeH cranmapTeH paztBop e 56 IU Butamun A Ha
ml.

[IpurorBgsHe Ha KaJUOpPANMOHHHUTE Pa3TBOPH H
NoCTpOsBaHEC Ha KaluOpanmMOHHATa KpHUBa

IpexBopmsar ce 1,0, 2,0, 5,0 u 10,0 ml ot pa3penenus paboTeH craH-
JapTeH pa3TBOp B rpaayupand koiabu ot 20 ml, ombiBa ce 10 MbJIHHS
obem ¢ meranon (1. 3.3) u ce pazmecBa. HoMHHaMHNUTE KOHICHTpAIUU
Ha Te3u pastBopu ca 2,8, 5,6, 14,0 u 28,0 IU Burtamun A Ha ml.

HekonkxokpatHo ce BrpbekBar 20 pl oT Bceku KaauOpalMOHEH pa3TBOP
U ce ONpENeNAT CPEeJAHHTE BUCOUMHM HA nukosere (mrowure). Criopen
CPEHUTE BHCOYMHM Ha IMKOBETE (ILIOIIUTE) CE€ MOCTpOsiBa KanubOpa-
IIMOHHA KpHBa, KaTO ce B3eMaT npeaBuj pesyntature or UV-koHTpona
(1. 5.6.3.3).

YnrpaBuoneroBo KanubpupaHe Ha CTaHZAPTHHUTE
pa3TBOpH

N3xonen pasTBOp Ha BUTaAMUH A amerat

OrmepBar ce ¢ numera 2,0 ml OT U3XOAHMSI Pa3TBOP HA BUTAMHH A
aerat (1. 3.11.1) B rpagyupana koin6a or 50 ml (1. 4.2.2) u ce
OMBJIBA 10 MhIHHS oOem ¢ 2-npomanon (1. 3.8). Homunannara
KOHIIGHTpalmss Ha To3u pastBop ¢ 56 IU Buramma A Ha ml
OtmepBar ce munera 3,0 ml or To3u pa3TBOp B rpaayupaHa Koida
or 25 ml u ce gomenBa 10 WhiHUS 00eM ¢ ¢ 2-mpomanon (T. 3.8).
Homunannata koHumeHTpamus Ha To3u pa3tBop e 6,72 IU Butammn A
Ha ml. Yarpasuonerosusar (UV) cnekTbp Ha pa3TBopa ce CpaBHsBA C
To3u Ha 2-niporiaHoin (1. 3.8) B ciektpodoromerspa (1. 4.6) Mexay 300
nm u 400 nm. MakcuMyMbT Ha eKCTHHIHS TpsiOBa 1a Obae Mexay 325
nm u 327 nm.

W3uucnsaBane Ha CbABbPIKAHUCTO HAa BUTAMHUH A:

IU Buramue A/ml = Esp6 % 19,0

(E}o/h"m 3a uramuH A auerar = | 530 npu 326 nm B 2 — nponaHon )

W3xoneH pa3TBOp Ha BUTAMHUH A THaIMUTAT

OrmepBat ce ¢ numera 2,0 ml OT U3XOAHMS Pa3TBOP HA BUTAMHH A
nanmurar (t. 3.12.1) B rpagympana komba ot 50 ml (1. 4.2.2) u ce
OMBJIBA 70 MhIHHA oOem ¢ mpomanon-2 (t. 3.8). Homunannara
KOHIIGHTpaluss Ha To3u pastBop € 56 IU Buramma A wHa ml.
Otmepsar ce muneta 3,0 ml OT TO3u paspeleH pa3TBOpP Haa BUTAMHH
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5.6.3.3.

A B rpagyupana koiba ot 25 ml u ce mombiBa 10 TBIHUS 00eM ¢ 2-
nporanoin (1. 3.8). HoMuHanHata KOHIGHTpamusi Ha TO3U Pa3TBOp €
6,72 IU Burammn A Ha ml. YnrpasuoneroBusr (UV) chekrsp Ha
pa3TBOpa ce cpaBHsABa C TO3W Ha 2-mpomanoin (1. 3.8) B crektpodoro-
MeTbpa (T. 4.6) mexay 300 nm u 400 nm. MakcUMyMBT Ha €KCTHHIIUS
TpsOBa na Obae Mexay 325 nm u 327 nm.

W3uucnsaBane Ha CbABPIKAHUETO HAa BUTAMHUH A:

IU Buramue A/ml = Espq % 19,0

(E}D/C”m 3a BUTaMUH A manmurat = 957 npu 326 nm B 2 — npornanon)

Paboren crangapren pa3TBOp Ha BUTAMHH A

OtmepBar ce ¢ nunera 3,0 ml Hepaspenen pa0GoTeH CTaHIApPTEH
pa3TBOp Ha BHTAaMUH A, MPUTOTBEH IO Mporeaypara B T. 5.6.1, B
rpagyupaHa koun6a or 50 ml (1. 4.2.2) u ce mombiBa O ITBJIHHA
obem c¢ 2-mpomanon (1. 3.8). Ormeppar ce mumera 5,0 ml oT To3u
pa3TBOp B rpamyupana koiba or 25 ml u ce ombiaBa 0 IIBJIHUS
obem ¢ 2-npomanon (t. 3.8). HoMuHanHaTa KOHIEHTpAIMs HA TO3M
pastBop e 6,72 IU Burammn A Ha ml. Ynrpasuonerosusar (UV)
CIIEKTHP Ha pa3TBOpa Ce€ CpaBHsABA ¢ TO3W Ha 2-mpomanon (1. 3.8) B
cnekrpodoromerspa (1. 4.6) Mexay 300 nm u 400 nm. MakcumymbT
Ha eKCTHUHIUs TpsOBa ma Obae Mexay 325 nm u 327 nm.

W3uucnsaBane Ha CbABPKAHUETO HAa BUTAMUH A:

IU ButamuH A/ml = E3s x 18,30

(E}O/C“m 3a ButamMuH A ankoxoi = 1 821 npu 325 nm B 2 — nponaxoi )

W3uncasiBaHe Ha pe3yJITaTHTE

Karo ce m3xoxma OT cpenHara BHCOYMHA (IUIOLI) Ha IMUKOBETE Ha
BUTaMHH A Ha TPOOHHUS pa3TBOp, CE OIpEAeNs KOHLECHTpAlMsATa Ha
to3u pastBop B IU/ml upe3 cpaBHsiBaHe C KaauOpalMOHHATa KpHBa
(1. 5.6.2).

ChabpkaHueTo W Ha BUTamMHH A B mpobata, m3paseno B IU/kg, ce
noJyyaBsa 1o ciefHara (opmyia:

~ 500 x ¢ x V, x 1000

w 1U /k;
V< m [1U/kg]
KBJIETO:
C = KOHIEHTpalusi Ha BUTaMHH A B mnpoOHHs pastBop (T. 5.4)
B [U/ml
V, = obem Ha npoOHust pasreop (T. 5.4) B ml
V, = obeMm Ha B3eTara ajJMKBOTHA 4acT 1o T. 5.4 B ml
m = Terjo Ha yacTra OT mpobara 3a aHauu3 B TPaMOBE
3abene:xkKu

Ilpu mpobu ¢ HHUCKO ChABPKAHHUE HA BUTAMHH A, MOXKE Jla Ce OKaKe
MOJIE3HO J1a ce OOCMHAT TOJIYUSHUTE OT JIBE OCANyHSBAHUS SKCTPAKTH
B TETpOJieH eTep (TPEeTEerNieHO KOIMYecTBO: 25 g) B eAWH MNpoOeH
pastBop 3a ompenensHe upe3 HPLC.
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7.2. Bserara 3a amanmm3 mpoba He TpsOBa ma chAbpKA IOBEYEe OT 2 g
Ma3HHHH.
7.3. Ako He ce monyun pasnensiHe Ha (asute, ce mpubaBsT okono 10 ml

eranoin (1. 3.1), 3a ma ce mpecede eMyJCHSATA.

7.4. IIpu pubeHo macio u APYrH YUCTH Ma3HUHHM BPEMETO Ha OCalyHsBaHE
ce yapmkasa 10 45—60 min.

7.5. BHT moxe 5a ce 3aMeHM C XUIPOXUHOH.

7.6. Pa3nensHeTo Ha pEeTHMHOJNIOBUTE W30MEPU € BB3MOMKHO IIPU U3IIOJI3BaHE
Ha HopMalHOo(a3oBa KoJoHA. B To3M ciyuail o6aue npu M34MCIEHHATA
BUCOYMHATA (IUIOIITA) HA IHMKOBETE€ HAa TpaHC- M LHCU30MEpUTE Ce
cymupa.

7.7. PastBOpBT Ha HaTpueB ackopOaT MOXKeE J1a c€ 3aMEHU C NPHOIU3UTEIIHO
150 ml ackopOuHOBa KHCEIUHA.

7.8. PastBopsT Ha HaTpueB cyndua Moxke ma ce 3ameHd ¢ okono 50 ml
EDTA.
7.9. Ilpn ananu3 Ha BUTaMMH A B 3aMECTHTENIH Ha MIISIKOTO TpsiOBa 1a ce

06’pre CricMaJIHO BHUMAHHC Ha:

— ocanyHsBaHeTo (T. 5.2): mOpaju HAIMYMETO Ha Ma3HUHU B Ipodara,
MOXE Jia € HeoOXOIMMO YyBeIHMYaBaHEe Ha KOJMWYECTBOTO Ha
pa3TBopa Ha KaJmeB Xuapokcun (T. 3.4);

— CKCTpakuusTa (T. 53) Iopaii HAJIMYUETO Ha EMYJICUU, MOXKE a Ce
HaJIOKU KOpUT'MpaHE HAa CBOTHOLICHUETO 2:1 MEXAy €TaHOJ U BOoJa.

3a ja ce MPOBEpH AU MPUJIATAHHUSAT METOJ] 33 aHAJIN3 JiaBa HAJICKIHU
pesynTatd 3a KOHKpETHaTa MaTpuma (3aMeCTHTEeN Ha MIISIKO), ce
NPOBEXKIA TECT 3a aHAIUTHYCH [OOUB BBPXY OIIE eIHa 4YacT OT
mpobara. AKO CTOMHOCTTa Ha AaHAINTHYEH JOOWB € TO-HHUCKA OT
80 %, aHANUTHUYHHUAT pe3ynTaT ciefBa Ja Ce KOPHTHpa C Orjies] Ha
AHATUTHYHKS OOWB.

8. IloBTOpsieMocT

Pa3nukaTta B pe3ysnTaTHTE OT JIBE NApajelHU OINpelelsiHus, NPOBEICHH
BbPXYy €[IHa M cblia npoba, He TpsOBa na HauxBbpias 15 % mo
OTHOLIEHHUE Ha I10-BUCOKHsS pE3yJTaT.

9. Pesyaratu or chBMecTHO m3ciaensamne (1)

Tpemukc Ipemuke (ypas KMO':[‘IZII”{?;;‘; Ipotennos (ypax | Ilpacenua
L 13 12 13 12 13
n 48 45 47 46 49
Cpenna  cTOMHOCT 17,02 x 106 1,21 x 106 537 100 151 800 18 070
B 1U/kg
sr [1U/kg] 0,51 x 106 0,039 x 106 22 080 12 280 682
r [1U/kg] 1,43 x 106 0,109 x 106 61 824 34 384 1910
CVr [%] 3,0 3,5 4.1 8,1 3,8
sR [IU/kg] 1,36 x 106 0,069 x 106 46 300 23 060 3614

(") TIposeneno ot PaborHata rpyma 1o ¢ypaxa Ha Verband Deutscher Landwirtschaftlicher
Untersuchungs- und Forschungsanstalten (VDLUFA).
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Munepanen

Ipemukc ITpemukc Gypax KOHIEHTpAT IIporenHoB Qypask Ipacenna
R [IU/kg] 3,81 x 106 0,193 x 106 129 640 64 568 10 119
CVR [%] 8,0 6,2 8,6 15 20
L: Opoit Ha abopaTopuuTe
n: Opoil OTAETHH CTOMHOCTH
sr: CTaHJApPTHO OTKJIOHEHHWE Ha ITOBTOPSEMOCTTA
sR: CTAHJAPTHO OTKJIOHEHHE Ha BB3MPOM3BOJUMOCTTA
I MOBTOPSIEMOCT
R; BB3IPOU3BOIUMOCT
CVr: KOC(UIIMEHT Ha BapHalys Ha TOBTOPSIEMOCTTA

CVR:  koedunmeHT Ha BapHanus Ha BB3IPOU3BOAUMOCTTA
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Queypa 1

ExcrpakTop (TOuka 4.8)

Crekned umnuHasp (4.8.1)
(BucoyvHa okono 48 cm)

|

Cnoit ot neTponeH
etep

Bopaex cnoi
+
ocanyHaBalua
nobaska

=

.

LWnudosaHa cTbknexa

A
:

Bnoxka (4.8.2)
(abrmHa okono 45 cm)

-— Perynupyema Tpuba
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3.2

3.3.

3.4.

3.5.

3.6.

3.6.1.

3.7.

3.8.

3.9.

b. OIIPEJEJISIHE HA BUTAMUH E

Buramun E ce onpeneisl mocpeaACTBOM:

— Merona 3a ananu3, npeasuaeH B ctangapT EN 17547 — Oypaxu —
METOJM 3a B3eMaHe Ha npobu u aHanu3 — OmnpejensHe Ha ChIbP-
skanuero Ha Butamunn A, E u D (') — Meron, wusnonssamg
npeuncTBaHe upe3 TBbpAodasHa ekcrpakuusi (SPE) m Bucokoe-
(extuBHa Teuna xpomarorpadus (HPLC) wmm

— upe3 BUCOKOG(EKTMBHA Te4yHa Xpomartorpadusi ¢ obpatHa (aza
(RP-HPLC), ¢ m3non3Bane Ha UV mim QuyopecueHTeH IeTeKTop,
CBIVIACHO OIHCAHOTO B TOYKU 1—9 mo-moiy.

Iea u obdxBaT

Hacrosmmsit MeTon [gaBa BB3MOXKHOCT 3a OIpeielssHe Ha KOJH-
4ecTBOTO Ha BUTaMuH E BBB dypaxkn. ChabpKaHHETO HAa BUTAMHH E
ce mpaszsisa B mg DL-o-tokodepon amerar Ha kg. 1 mg DL-o-
Tokodepon amerat orroaps Ha 0,91 mg DL-o-tokodepon (ButamuH
E).

I'panniiata Ha KomMYEeCTBEHO ompenensHe ¢ 2 mg ButamuH E/kg.
JlocTHraHeTo Ha Ta3W IpaHHIA € BB3MOXKHO caMo ¢ (ayopecrleHTeH
nerextop. Ilpm wmsnomsane Ha UV-meTekTop rpaHuIaTa Ha KOJH-
yecTBeHO ompenensHe e 10 mg/kg.

Hpuaoun

IpobGaTa ce XuApoIH3Upa C €TAHOJIOB Pa3TBOP Ha KAIUEB XHIPOKCHI U
ButamuHn E ce wu3BIMuYa B MeTpPONieH erep. PasrtBopurensaT ce
eIMMHUHHUpA Ype3 H3MapsBaHe, OCTATBKBT CE pa3TBaps B METaHON W,
aKo € HeoOXOIMMO, ce pa3pexia [0 H3MCKBaHATa KOHIICHTpALHs.
CoabppkanueTo Ha BuTaMuH E ce ompenens 4pe3 BHCOKOE(EKTHBHA
TeuHa xpomatorpadusi ¢ obparHa (asa ¢ momornra Ha (GIyOpeCHeHTeH
netektop win UV-getexTop.

Pearentn

Eranon, 6 = 96 %

Ierponen erep, nuamnazoH Ha kuneHe: 40—60 °C
Mertanon

PasrBop Ha kamueB xuapokcuz, ¢ = 50 g/100 ml

PasrBop Ha HaTpueB ackopbar, ¢ = 10 g/100 ml (Bx. 3abenexkara B T.
7.7)

Harpues cyndun, Na,S - x H,O (x =7 - 9)

PasrBop Ha HarpueB cynaduma, ¢ = 0,5 mol/l B rmuuepun B = 120 g/l (3a
x = 9) (Bx. 3a0enexKuTe B TOo4ka 7.8)

Pasreop Ha ¢enondranenn, ¢ = 2 g/100 ml B eranon (1. 3.1)

IMogpmxua ¢asza 3a HPLC: cmec or wmeranon (1. 3.3) um Boja,
Harpumep: 980 + 20 (v + v). TouHOTO CHOTHOIIEHHE ce Ompenes
OT XapaKTCPUCTHKUTEC Ha H3IOJI3BAHATA KOJIOHA.

A3OT, HE3aMBbPCEH C KUCIO0POA.

DL—(X—TOKO(bepOJ'I anerar, ¢ HU3KIIYUTE/IHA YUCTOTA, C TrapaHTUpaHa
AKTUBHOCT

(") Meroxbt 3a ananus, npeasuaeH B EN 17547, e npuer 3a MeToi, KOWTO cieiBa jaa ce

W3I10JI13Ba 3a LECIUTE Ha OCi)I/I]_[I/IaIlHI/Iﬂ KOHTPOJI IIPU OIPEACIAHETO HAa BUTAMUHU AunE
KaTo aJTEpHATUBEH HA METOJA 3a ONpPEIC/IAHE Ha BUTAMUH A, omucaH B yactT A oT
HAaCTOALIOTO IPUJIOKEHHUE W Ha METOJa 3a OINPEICIIIHE Ha BUTaAaMHUH E, onucan B yact b
OT HACTOALIOTO IIPUIIOKECHHUE.
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3.10.1.

3.11.

3.11.1.

4.2.

4.2.1.

4.2.2.

4.2.3.

4.2.4.

43.

44.

4.5.

4.6.

4.7.

4.8.

4.8.1.

4.8.2.

Usxonen pasrtBop Ha DL-a-tokodepon amerat: [Iperermar ce 100 mg
cTangapTHo BemecTBo DL-a-Toxodepon anerar (. 3.10) ¢ Toynoct 1o
0,1 mg B rpagynpana xonba or 100 ml. PasrBapsT ce B eranoin (t. 3.1)
U ce JOIBIBA IO NBIHHUSA 00eM ChC ChINUA pa3TBopuren. 1 ml or To3m
pa3tBop chabpxka | mg DL-o-tokodepon amerar. (3a KOHTpoia ¢
YITPaBHOJIETOBU IIbYM BXK. T. 5.6.1.3; 3a crabmnmsmpanero Bxk. 3a0e-
JISKKHATE B T. 7.4).

DL-(X-TOKO(bCpOJ'I, C UBKJIIOYUTEIHA YHUCTOTA, C rapaHTHpaHa aKTUBHOCT

Wzxonen pasrBop Ha DL-a-tokodepoin: Ilperernsar ce 100 mg cran-
naptHo BemiectBo DL-o-tokodepon (t. 3.11) ¢ Tounoct mo 0,1 mg B
rpagyupana konba ot 100 ml. PasrBapsit ce B eranon (1. 3.1) u ce
JIOIIBJIBA JI0 IBJIHHUS 00eM CbC ChInuss pastBopured. 1 ml oT To3M
pastBop chabpxa 1 mg DL-o-Toxodepon. (3a KOHTposa C yaTpaBHO-
JIETOBM JIBYM BXK. T. 5.6.2.3; 3a CTaOMIIM3UPAHETO BXK. 3a0CTICKKHUTE B T.
7.4).

2,6-nu-tper-0ytun-4-metuidenon (BHT, Oyrunxuapokcuronyorn) (Bx.
3abenexkara B T. 7.5)

Anaparypa

PoranimoHeH THHKOCIOCH H3NapuTesI

JIaGopaTopHU CBHAOBE OT TBMHO CTBKIIO

ITnockoabHHM MM KOHycoBuAHHM Koibu ot 500 ml, ¢ mumd

I'pagynpann koabu ¢ nmumdoBaHa CTBKIEHA 3alyLIalka, TACHO I'bpIIo,
10, 25, 100 u 500 ml.

KonycoBuaun nemurensu ¢ynun, 1 000 ml, ¢ uumdosana crbkicHa
3aITyInaiKa

Kpyuroo6pasau konbu, 250 ml, ¢ uumd

XnagHuk Ha AJMH, ABDKMHa Ha Koxkyxa 300 mm, ¢ mmmdoBaH
cThKiIeH numnd, ¢ aganTep 3a TpbOa 3a 3axpaHBaHE C ras

Harpnata ¢untbpHa xaprtus 3a cemapauusi Ha (asute, auamersp 185
mm (narnpumep Schleicher & Schuell 597 HY 1/2)

O6opyasane 32 HPLC cbc cucrema 3a BIpPBCKBaHE

Komnona 3a teuna xpomarorpadus, 250 mm X 4 mm, C;g, IbJIHEXK OT 5
wi 10 pm, Wi eKBUBAJICHTHA

VB- unn ¢QayopomMeTpuueH JaTYMK C TNPOMEHIIMBA [B/DKHHA Ha
BbJIHATA

Criektpodotomersp ¢ 10-MHIMMETPOBH KBaplOBU €JIEMEHTH

Bana 3a BoanHa 0OaHsi ¢ MarHWTHA GLpKaIIKa

Excrpakrop (Bxk. ¢ur.l), cherosiy ce oT:

CrpkiieH mWMHABP ¢ obem | 1, ¢ mumpoBaHM CTBKICHH TBPIO H
3amyIaiKa

[InndoBana CTHKICHA BIOXKKA, CHAOIEeHa ChC CTpPAaHMYHA TPHOWUKA H
perympyema Tpbsba, KOSTO MHHaBa mMpe3 HeHTbpa i. JloJHaTa 4acT Ha
perynuparata ce Tpbhba cieasa aa Obae ¢ U-oOpa3na dopma u ¢ amo3a
B TIPOTHBOTIONIOXKHMS Kpail, Taka 4e TOPHHUSAT TEUCH CIIOH B LIIMHABPA
IIa MOXKE 1a CE MPEXBBPIN B ICIUTEIHA (yHHS
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5.1

5.2

5.3.

Ipouenypa

3abenexcka: Butamun E e uyBctBuTenen kbpMm (UV-) cBeriamHa u
MOJAT/IMB Ha OKUCIsIBaHE. BCHYKM MaHWIyTanmu TpsiOBa
Ia Ce M3BBPIIBAT Ha THMHO (B CBAOBE OT THMHO MWIIH
MOKPUTO C ATYMHHHEBO (DOJHO CTBKIO) M B OTCHCTBHE
Ha Kuciopon (enmmuHHpa ce ¢ a3or). Ilo Bpeme Ha
eKCTPaKIUATAa BB3AYXBT HAX TCUYHOCTTA CE 3aMCHS C a30T
(3a ma ce u30sArBa MNpEKaJeHO TOJSIMOTO HaNsAraHe, OT
BpeMe Ha Bpeme TpsiOBa ja ce OTBapsl 3allyIlaliKara).

Tloozomoska na npobama

[IpobGata ce cMuna, Taka 4e Ja MOXKeE Jia MPEMUHE TIPe3 CHTO C OTBOPH
1 mm, karo ce u3bsrsa HarpsBaHe. Cmuinanero TpsiOBa Ja craHe
HETIOCPEJICTBEHO IPEeIH MPETErITHETO U OCAIyHSBAHETO, B IPOTHBEH
ciIydail ChIIECTBYBa PHUCK OT 3aryOu Ha BUTaMuH E.

Ocanynseane

Criopel TErJIOBHOTO ChIbpKaHWe Ha BUTaMuUH E, oT 2 mo 25 g ot
mpobara ce mpererasaT ¢ TouHocT 10 0,01 g B MIOCKOIbHHA WM KOHY-
coBuaHa koiba or 500 ml (. 4.2.1.). IlocnegoBarenHo ce mpuOaBsAT
npu NocTosiHHO pasdbpkBaHe 130 ml eranon (t. 3.1), okomo 100 mg
BHT (1. 3.12), 2 ml pa3srBop Ha HarpueB ackopbar (t. 3.5) u 2 ml
pastBop Ha HarpueB cyiadun (1. 3.6). MonTupa ce XJIagHUKBT (T. 4.3)
Ha KonbaTa M IIOCNEIHATa Ce IoTamsl BbB BaHa 3a BOJHA OaHs C
MmarHutHa Obpkaika (T. 4.7). HarpsiBa ce 10 KuIieHe W B MPOIBIDKEHUE
Ha 5 min ce ocTaBAT NapuTe Ja INPEeMHHABAT Ipe3 XJIAJHHKA.
[Ipubassite cmen toBa 25 Mi pa3TBOp Ha KamueB xuupokcuna (3.4)
mpe3 oxnaautens (4.3) W OcTaBiATe OTHOBO Ja Ce€ OTBBbpHE 3a 25
MHUH., Karo Obpkare mpu ciaad mnputok Ha a3oT. M3mmakBa ce
XNIagHUKBT ¢ okomo 20 ml Boma W ce oOcTaBs ChIBPKAHUETO Ha
Kojbara Jia M3CTHHE JI0 JOCTHIAaHETO Ha CTaiiHa TemIeparypa.

Excmpaxyus

Upe3 JekaHTalys OCamyHsSBAIMAT pa3TBOP CE€ MPEXBBPISL KOJH-
YEeCTBEHO, Karo Kojbara ce u3miakea ¢ ob6bmo 250 ml Boma, B
nenutenHa ¢ynus or 1000 ml (1. 4.2.3) wm B excrpakropa (T. 4.8).
Konbara 3a ocamyHsiBaHe ce M3ILUIaKBa IIOCIEAOBATENHO ¢ 25 ml eTaHon
(. 3.1) u 100 ml merposnien erep (T. 3.2) ¥ TEYHOCTTA OT M3ILIAKBAHETO
ce MpexBbpJsd B JeiuTenHara (GyHus wiM B ekcrpakropa. CbhOTHO-
[ICHHETO MEXIy BOJaTa M €TaHOoJla B KOMOWHHpPAHUTE pPa3TBOPH
TpsiOBa nma e okono 2:1. Paskiama ce eHepruyHO B MPOABIDKEHHE Ha
2 min u ce ocTaBsl B MMOKOH 3a 2 min.

ExcTtpakuus ¢ nenurtenna pyuus (t. 4.2.3)

Koraro cnoesere ce ormemst (Bxk. 3a0enexxkara B T. 7.3), CIOAT OT
HETPOJIEH €Tep ce NpexBbpis B Apyra AenautenHa ¢yHus (1. 4.2.3).
ExcrpakiusaTa ce nostaps jaBa mbTd cb¢ 100 ml nerponen erep (T.
3.2), a ciex toBa ;Ba mbTH ¢ 50 ml merponen erep (1. 3.2).

ChOpaHUTe EKCTPAKTH Ce MPOMHBAT [Ba IBTH B JIEJAMUTENHATa (QyHUS
IpH JIEKO paskiiainiaHe (3a 1a ce u30erHe oOpa3yBaHETO Ha eMyJICHUs) C
nopuuu oT mo 100 ml Boma u ciex ToBa C MOBTOPHO pas3KIialllaHe ¢
HoBu mopuuu oT mo 100 ml Boma, nokaro mociexHaTta OCTaHe
Oe3uBeTHa cren A00aBsiHETO Ha pa3TBop Ha (enondranenn (T. 3.7)
(OOMKHOBEHO ca JIOCTaThUHM YETUPU MHpOMHUBaHUs). [IpomuTHsT
EKCTPaKT ce (UITpHpa CbC CyX HArbHaT (UITHP 3a OTACNSHE Ha
tdasure (1. 4.4), 32 1a ce OTCTpaHM BCSKAKBa CyCICHIMpaHa BOJA, W
ce MpexBbpist B rpagyupana konda ot 500 ml (1. 4.2.2). JlenurenHara
¢dbynust u GuarbpbT ce m3miakeat ¢ S50 ml merponen ertep (T. 3.2),
noiaMBa ce A0 mbiaHHA obem ¢ mertpoieH erep (1. 3.2) u ce
pa30bpKBa 00pe.

Excrpakiust ¢ momorira Ha ekctpakrop (1. 4.8)

Koraro cnoesete ce ormenar (Bx. 3a0enexkara B T. 7.3), 3amymankara
Ha crTekieHus wwHHABD (1. 4.8.1) ce 3amens ¢ uumdoBaHarta
crpkieHa BIOXkKa (1. 4.8.2), karo momuumst U-oOpaseH kpail Ha pery-
nMpamara ce Tppda ce MmocraBs Taka, Y€ Jia ce OKaKe TOYHO Haj
HMBOTO Ha pa3jieNUTe]HaTa IMOBBPXHOCT. YUpe3 momaBaHe Ha a30T
npe3 CTpaHMYHAaTa TPBOMYKA Ce NpHiIara HaJSITaHe W Ce MPeXBbPIs
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5.4.

5.5.

5.6.
5.6.1.
5.6.1.1.

TOPHUAT CIOi merposiieH erep B neiutenHa ¢ynus ot 1000 ml (r.
4.2.3). Ilpu6asar ce 100 ml merposmen erep (1. 3.2) B CTBKICHHA
WIMHABP, 3aTBapsi ce C 3alylmiajkara W CHJIHO ce pasKialia.
OcTaBsT ce CIOeBEeTe Ja Ce OTICNAT M TOPHHAT CIIOH ce MPexXBHpJs B
nenuTenHara (yHHs, KakTo € mocoueHo mo-rope. [Iporenypara Ha
excrpakuus ce nosraps ¢ HoBu 100 ml merponen erep (1. 3.2), cuexn
ToBa omie ABa MhTH ¢ mo 50 ml merponeH erep (T. 3.2) W cioeBere
HETPOJICH eTep ce J00aBsIT B JenuTenHata (QyHus.

CpOpaHnTe EKCTPAKTH OT METPOJNIeH eTep Ce HPOMHBAT ChIJIACHO
nporeaypata, omucaHa B T. 5.3.1, M ce M3NBIHABAT Ipoleypara,
ONKCaHA B IOCOYEHATA TOYKA.

Ioozomoska na npobuus pasmeop 3a HPLC

ANMKBOTHA 4acT OT pa3TBopa Ha metpoieH erep (1. 5.3.1 wmm T. 5.3.2)
ce MpexXBBpIIS C MuIera B Kpyioodpasna kojiba ot 250 ml (1. 4.2.4).
OcraBsi ce pa3TBOPUTEIAT [a C€ M3MAapH IMOYTH M3ILUIO B POTALMOHHHS
nsnaputen (T. 4.1) mpu MOHIKCHO HaJsATaHe, MPH TEMIEpaTypa Ha
Banarta He mo-Bucoka ot 40 °C. Bwu3craHoBsBa ce arMochepHOTO
HaJsiraHe, KaTto ce BKapa a3oT (Touka 3.9), u kombara ce M3BakAa OT
potauoHHus u3naputesa. OCTaHAIOTO KOIMYECTBO PA3TBOPHUTET CE
orcTpaHsiBa B mOTOK a3oT (T. 3.9) u ocTraThkbT He3abaBHO ce
pastBapst B m3BecteH obem (10—100 ml) meranon (t. 3.3) (KoHIEH-
Tpanusara Ha DL-a-Tokodeposn TpsiOBa 1a e B MHTepBaia oT 5 pug/ml 1o
30 pg/ml).

Onpeoensane upes HPLC

Buramun E ce ormens B obpatHodazoBa komona Cig (1. 4.5.1) u
KOHIIEHTpalusiTa My C€ H3MepBa C IOMOINTa Ha ()IyOpecleHTeH
nerektop (BB3Oyxkmane: 295 nm, wsmpuane: 330 nm) wim UV-
nerektop (292 nm) (1. 4.5.2).

BnopbckBa ce anmukBoTHa uact (Hanpumep 20 pl) or momyuenus
METaHOJIOB pa3TBOp (BX. T. 5.4) u ce enyupa ¢ nojsmwxkHaTta (asza (T.
3.8). UzuncnsBar ce cpeJHUTE BUCOYMHM Ha NMUKOBETE (ILIOIIUTE) HA
HSKOJKO BIPBCKBAHMS OT CBIIMS NPOOCH pasTBOP M CPEAHHTE
BHCOYHHM Ha NHKOBETE (IUIOLIM) HA HSAKOJKO BIPBCKBAHUS OT KaluoO-
paunoHHHTE pazTBopu (T. 5.6.2).

VYcenosust Ha HPLC

JlaBaT ce crleiHMTE YyKazaHMs 3a YCJIOBHATa Ha MPOBEKIAHE Ha
aHanu3a. Morar ga ce M3MOJI3BaT M JPYrH HapaMeTpH, IPU YCJIOBHE
4e JaBaT PABHOCTOMHH Pe3yNTATH:

Komnona 3a Tteuna xpoma- 250 mm X 4 mm, C;g, 5 uiu ObIHEK OT
torpadus (t. 4.5.1): 10 pm, nnM exBUBaJIEHTHA

Tonsmxua dasa (1. 3.8): Cwmec ot meranon (t. 3.3) u Boza, Hamp.
980 + 20 (v + v).

CKOpOCT Ha W3THYaHE: 1—2 ml/min

Jerextop (T. 4.5.2) dryopeciieHTeH JIeTeKTop (BB30y)aaHe:
295 nm / m3nwpuBane: 330 nm) wim UV
nerektop (292 nm)

Kanubpupane (DL-a-moxoghepon ayemam uiu DL-a-moxoghepon)
CraungapteHn pa3TBop Ha DL-a-Tokodepon amerar
IIpurorBsine Ha paGOTHUSA CTaHAAPTEH Pa3TBOP

IpexBbpisaT ce ¢ mumera 25 ml or usxogumsi pastBop Ha DL-o-
tokodepon amerar (t. 3.10.1) B mIOCKOABHHA WM KOHYCOOOpa3Ha
komba ¢ obem 500 ml (t. 4.2.1) u ce XHAPOIM3UPAT, KAKTO €
omucano B Touka 5.2. Cmen ToBa Ce TPHUCTBIIBA KbM EKCTPAKIHS C
nerposieH erep (T. 3.2) chriiacHO mporeaypara B T. 5.3 u ce J0mbiBa
10 500 ml ¢ nerponen erep. B poraruBaus msnapuren (Bx. T. 5.4) 25
ml OT TO3M EKCTpaKT ce MoJularaT Ha IIOYTH ITBJIHO H3IapsBaHe,
OTCTpaHsIBA C€ OCTAHAJIOTO KOJIMYECTBO PA3TBOPUTEN B MOTOK OT a30T
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5.6.1.2.

5.6.1.3.

5.6.2.
5.6.2.1.

5.6.2.2.

5.6.2.3.

(1. 3.9) 1 ocTaTEKBT OTHOBO ce pa3TBaps B 25,0 ml meranoxn (t. 3.3).
Homunannara koHIeHTpamuss Ha To3uM pa3tBop ¢ 45,5 pg DL-a-
toko(eponn Ha ml, ekBuBanenteH Ha 50 pug DL-a-toxodepon auerat
Ha ml. PaGOTHHUAT craHzapTeH pa3TBOpP CE MPUTOTBSI HEMOCPEICTBEHO
npean ymorpeba.

[IpuroTBsiHe Ha KaaMOPAIMOHHUTE PA3TBOPHM M MOCTPOSBaHE Ha Kaluob-
panmoHHaTa KpHBa

IpexBbpusar ce 1,0, 2,0, 4,0 u 10,0 ml or paboTHus craHzapTeH
pa3TBOp B HSKOJIKO TpajayupaHu koiaou ot 20 ml, nombisar ce 10
meiaHUsE obem ¢ MetaHon (T. 3.3) W ChIBpKAHHETO ce pa30obpKBa.
HomunanHute KOHLIEHTpauuuM Ha Te3u paszrtBopu ca 2,5; 5,0; 10,0
n 25,0 pg/ml DL-a-toxodepon auerar, wim 2,28; 4,55; 9,10 ng/ml
u 22,8 pg/ml DL-o-tokodepoir.

HekonkxokpatHo ce BrpbekBar 20 pl oT Bceku KaauOpalMOHEH pa3TBOP
U Ce ONpeseNsT CPeJHUTe BUCOUYMHU Ha nukoBere (Iuomure). Kato ce
U3I0JI3BaT CPEAHUTE BUCOUMHH HA ITMKOBETE (ILIOLIUTE), CE MOCTPOsBA
KaJMOpalioHHATa KPUBA.

UV-kamubpupane Ha u3xomHusi pastBop Ha DL-o-Tokodepon amerar
(1. 3.10.1)

Paspexnaar ce 5,0 ml ot ocHoBHUS pa3TBop Ha DL-a-Tokodepon auerar
(1. 3.10.1) ¢ eranon mo 25,0 ml u yATPaBHONETOBHUAT CIEKTHDP HA TO3M
pa3TBOp Ce CpaBHABA ChC CINEKTbpa Ha eraHod (T. 3.1) B crekTpaieH
¢doromersp (T. 4.6) npu ABbDKMHA Ha BbaHAaTa Mexay 250 nm u 320
nm.

MakcuMaaHOTO MOrJIbliaHe ce HaOmoxaBa npu 284 nm:

El%

Vo = 43,6 npu 284 nm B eTaHOI

Ipu TOBa paspexiaHe TpsOBa Ja ce MOJyYH CTOWHOCT Ha CKCTHHIIHS
ot 0,84 o 0,88.

CraumpgapreH pa3tBop Ha DL-a-Tokodepon amerar
[IpuroTBsHe Ha paGOTHMS CTaHIAPTEH Pa3TBOP

IpexBbpiaT ce ¢ mumera 2 ml oT W3XoAHus pastBop Ha DL-o-
tokogepon (r. 3.11.1) B rpamyupana xonba or 50 ml, pazrBaps ce B
metanos (1. 3.3) m ce gombiBa 0 NmbiaHMA o0eMm ¢ MeraHosi. Homu-
HaJIHaTa KOHIIEHTpauus Ha To3u pa3tBop ¢ 40 pg DL-o-tokodepon Ha
ml, exBuBanenteH Ha 44,0 pg DL-o-tokodepon aumerar Ha ml
PaGoTHusT cTaHmapreH pasTBOp Ce MPUTOTBS HENOCPEICTBEHO IPEar
ynorpeoa.

[IpuroTssiHe Ha KaIMOPAIMOHHWUTE PA3TBOPU U MOCTPOSBAHE Ha KaIHO-
panmoHHaTa KpHBa

IpexBopsar ce 1,0, 2,0, 4,0 u 10,0 ml or pabGoTHus craHmapTeH
pa3TBOp B HSKOJNKO Tpaayupand koiadu ot 20 ml, gombiBat ce [0
nbJaHAST 00eM ¢ meraHon (T. 3.3) M ChABPXKAHHETO ce pa3ObpKBa.
Homunanuute KOHUEHTpanuu Ha Te3u pastBopu ca 2,0; 4,0; 8,0
u 20,0 pg/ml DL-o-tokodepon wau 2,20; 4,40; 8,79 u 22,0 ug/ml
DL-a-tokodepon anerar.

HekonkokparHo ce BrpbekBar 20 pl oT Bceku KaamOpalMOHEH pa3TBOP
M Ce ONpeJeNaT CPeHUTe BUCOUMHH Ha mukoBeTe (ruromute). Karo ce
M3I10J13BaT CPEJHUTE BUCOYMHU HA MUKOBETE (ILIOLIUTE), C€ MOCTPOsiBa
KalnOpaloHHATa KPHBA.

UV-kanubpupane Ha wu3Xoauusi pasztBop Ha DL-a-toxodepon (T.
3.11.1)

Paspexagar ce 2,0 ml ot usxoguusi pasrBop Ha DL-a-toxodepon (T.
3.11.1) ¢ eranon g0 25,0 ml u ynTPaBHOIETOBHUAT CIEKTHP Ha TO3M
pa3TBOp Ce CcpaBHsBa ChC CHeKThbpa Ha erTaHon (T. 3.1) B cmekrtpo-
doromersp (1. 4.6) pu IBDKHHA HAa BhIHATA Mexay 250 nm u 320
nm. MakCUMalTHOTO MOTJTbIIaHe ce HabmrogaBa npu 292 nm:
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7.2.

7.3.

7.4.

7.5.

7.6.

7.7.

7.8.

7.9.

El%

Lem = 75,8 mpu 292 nm B eTaHoOn

IIpu ToBa paspexaaHe TpsOBa ha ce MOJYYH CTOWHOCT HA EKCTHUHIIUS
paBHa Ha 0,6.

M3uncnsiBane Ha pe3yJaTaTurte

Karo ce u3xox/aa OT cpefHaTa BUCOYMHA (IOBBPXHOCTTA) HA [HKOBETE
Ha BUTaMuH E Ha mpoOHMS pa3TBOp, KOHIICHTPALUTA HA TO3H Pa3TBOP
B pg/ml (u3umcnena kato DL-a-Toxodepon arerar) ce ompejens upes
cpaBHeHHe ¢ KanuOparronHara kpusa (T. 5.6.1.2 wmn 1. 5.6.2.2.).

Coabpxanuero w Ha ButaMuH E B mpobGara, m3paszeno B mg/kg, ce
IpecMsTa II0 cliegHata (opMyra:

500 x ¢ x V,
w="2[mg/k
Vixm  me/ke]
KbACTO:
¢ = KoHIeHTpauusi Ha BuTtaMuH E (karo DL-o-tokodeposn amerar) B

npoOHus pasrBop (1. 5.4) B pg/ml

V,; = obem Ha npoOHusi pa3rBop (T. 5.4) B ml

V, = obem Ha B3eTaTa aJMKBOTHA 4acT (T. 5.4) B ml

m = TerJio Ha 4acTTa OT IpodaTa 3a aHaJIM3 B IPaMoBe
3abeseKKu

IIpu npoOu ¢ HHUCKO ChObpKaHWMEe Ha BUTAMUH E, Moxe na ce okaxke
TI0JIE3HO J]a e OOCOUHSAT MOJIYYEHHUTE OT J[BE OCAIYHSBAaHHS EKCTPAKTH
B TETPOJEH eTep (NPEeTeryIeHO KOJIWYeCTBO: 25 g) B eIuH NIpoOeH
pastBop 3a onpenensine upes HPLC.

Bserara 3a amanm3 mpoba He TpsOBa aa ChAbpKA IMOBEYEe OT 2 g
Ma3HHHH.

Axo He ce moiyuH paszgensiHe Ha Qasure, ce npubassT okoio 10 ml
eranon (1. 3.1), 3a ma ce mpecede eMyJICHSATA.

Cren cneKTpo()OTOMETPUYHOTO H3MEpBaHE Ha pasrBopa Ha DL-o-
Toko(epoin auerar wim Ha DL-o-tokodepon cbriacHo T. 5.6.1.3 mim
T. 5.6.2.3 cvorBeTHO, KbM pa3rBopa (T. 3.10.1 wmm 1. 3.10.2) ce
npubassar okosno 10 mg BHT (r. 3.12) u pa3TBOpbT ce CbXpaHsBa
XJIAQJWIHUK (MaKCHMaJeH CPOK Ha ChXpaHCHHE: 4 CeAMHIN).

BHT moxe ma ce 3aMeHH C XHIPOXUHOH.

Pasznensauero Ha a-, -, Y- ¥ 6-TOKOGEPOI € BH3MOXKHO IIPU U3IION3BAHE
Ha HOpMalHO(a30Ba KOJOHA.

Pa3TBOPBT Ha HATPHEB aCKOPOAT MOXE [a CE 3aMEHH C MPHOIH3HTEIHO
150 ml ackopOuHOBa KHCEJIHHA.

PaszrBopsT Ha HatpueB cyndua Moxke ma ce 3ameHu ¢ okono 50 ml
EDTA.

Butamun E MHOTrO JIeCHO ce XMAPOIM3Upa B ajKalHa cpeia M Mopajan
TOBa € MHOIO YyBCTBUTENICH KBbM OKHCISIBaHE, OCOOCHO B
NPUCHCTBUETO HA MMKPOGNEMEHTH Karo Jkels30 wim men. [lpu
omperesssHe HAa BUTaMUH E B NPEMHKCH NpU paBHHINA I10-BHCOKH OT
5000 mg/kg, Moxe ma ce CTHTHE 10 pasrpakiaHe Ha BUTaMuH E.
Tlopazu ToOBa 3a MOTBBPXK/JABAHE CE MPENOPBHUBA METOJ C H3IOJI3BAHE
Ha BHCOKOG(EKTHBHA TEUHa XpoMmarorpadus, KOHTO BKIIOUBA €H3UMHO
pasrpaxkJaHe Ha mpenapara, chIbpxail BuTamMuH E, HO 0Oe3 erama Ha
ocarmyHsIBaHe B ajJKalHa cpeja.
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8. IoBTOpsiemMocT -

PasnukaTta B pe3ysTaTHTE OT JIB€ MApajelHH OINpEIessIHHS, TPOBEICHH
BBPXYy €IHa M cblla mnpoda, He TpsOBa npa HaaXxBbpast 15 % 1o
OTHOLIECHHE Ha IO-BUCOKHS pE3yJTaT.

9. Pesyaratu or cbBMecTHO u3ciaensane (1)
IIpemukc IIpemuxc dypax Munepanen Hporentio IIpacenna
P P yP KOHIIEHTpaT bypax P
L 12 12 12 12 12
n 48 48 48 48 48
Cpenna CTOMHOCT 17 380 1187 926 315 61,3
B [mg/kg]
sr [mg/kg] 384 45,3 25,2 13,0 2,3
r [mg/kg] 1075 126,8 70,6 36,4 6,4
CVr [%] 2,2 3,8 2,7 4,1 3,8
sR mg/kg] 830 65,0 55,5 18,9 7,8
R [mg/kg] 2324 182,0 155,4 52,9 21,8
CVR [%] 4,8 5,5 6,0 6,0 12,7
L: Opoii Ha naboparopuurte
n: Opoii OTJAETHU CTOWHOCTU
Syt CTaHJAPTHO OTKJIOHCHHE Ha MOBTOPSIEMOCTTA
SR: CTAHJAPTHO OTKJIOHCHHE Ha BB3IPOU3BOJUMOCTTA
= IIOBTOPSIEMOCT
R: BB3IPOU3BOMMOCT
CV.: KOe(hHIMEHT HAa BapUalks Ha IOBTOPSEMOCTTA
CVg: KOC(UIMEHT Ha BapHalisl HAa BB3IPOU3BOAUMOCTTA

(") TIposeneno ot PaborHata rpyma 1o ¢ypaxa Ha Verband Deutscher Landwirtschaftlicher
Untersuchungs- und Forschungsanstalten (VDLUFA)
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B. OIIPEJIEJISIHE HA CJIEJM OT MUKPOEJIEMEHTU — JXEJISI30,
MEJ], MAHT'AH U I[UHK

CT)ZI’I)p)KaHI/ICTO Ha JKEIA30, MEIA, MaHraHh W MOHUHK C€ OIlpeaeisa
TIOCPEACTBOM !

— Merona 3a ananus, npeasuaeH B crapaapt EN 15510 — dypaxu:
Mertoau 3a B3emMaHe Ha mnpodu ¥ 3a aHanmu3 — OnpenensHe Ha
KaJuii, HaTpui, Gocdop, MarHeswi, Kauuif, >Kensi30, LUHK, MeEJ,
MaHraH, kobant, monubaeH u onoso upe3 ICP-AES, wmu

— Merona 3a anamu3, npeasuaceH B crangapT EN 15621 — dypaxu:
Meroau 3a B3eMaHe Ha Mpodu u aHanu3 — Onpe/ersiHe Ha Kallluii,
HaTpuii, ¢ocdop, MarHe3mil, Kaauid, csipa, KEJsI30, IHUHK, MeEI,
MaHraH W KoOanT ciex pasmaraHe moj HamsiraHe upe3 ICP-AES,
IR

— Merona 3a ananus, npeasuaeH B cranaapt EN 17053 — dypaxu:
Mertonu 3a B3eMaHe Ha npodu u aHanu3 — OnpeaensHe Ha MUKPO-
CJIIEMEHTH, TEXKH METalId W JPYyrd €JIEMEHTH BBB (Qypaxu dYpe3
MacCHEeKTPOMETPUsl ¢ HMHAYKTHBHO cBbp3aHa Iuasma (ICP-MS)
(MyATHMETON), WIIH

— Meropna 3a ananus, npeasuaeH B cragaapt EN ISO 6869 — @ypaxu.
OmnpenensiHe ChABPKAHUETO HA KU, MEM, KN30, MarHe3uid,
MaHTaH, KaJlui, HATPU W OUHK. MeToJ, M3Moa3Ball aToMHOa0cop-
OLMOHHA CIIEKTPOMETPHSI, WITH

— MeToJla Ha IIaMbKOBaTa aTOMHOA0COPOLMOHHA CHEKTPOMETpHs
(FAAS), onmcan B Toukn 1—8 mo-nomy.

1 e u odxBaT

MeTonbT 1aBa B3MOXKHOCT [Id C€ ONpPE/eNH ChAbPKAHUETO Ha MHUKPO-
€JIEMEHTHTE JKEIISI30, MeJI, MaHraH ¥ UMHK B xpanure (1). [panuiure Ha
KOJIMYECTBEHO OINpPEAENISHE ca CIEAHHTE:

— xens3o (Fe): 20 mg/kg
— wex (Cu): 10 mg/kg
— wmanrad (Mn): 20 mg/kg
— muHK (Zn): 20 mg/kg

2. Hpuanun

IIpobGara ce mocTaBs B pa3TBOp Ha COJHA KHCEIHHA CIeJ] pa3pyllaBaHe
Ha OpPraHMYHHUTE BEIIECTBA, aKO MMa TakuBa. EleMeHnTure xeisi3zo, Mex,
MaHTaH U IWHK CE OMPEIeIsIT ¢ aTOMHOAOCOPOIMOHHA CIICKTPOMETPHSI
cie] MOIXOMASAIIO pa3TBapsHe.

3. PearenTn
Veoonu beneorcku

3a TPUTrOTBSIHETO HAa pPEAreHTHTe W AHAIUTUYHHUTE pPAa3TBOPH ce
U3IM0J3Ba BOJA, KOSATO HE CBHAbPXKA MOMJEKAIMTE HA ONpeeNsHe
KaTHOHHM, MOJIydeHa upe3 IBOWHO IECTUIMpaHe B OOPOCHIIMKATHO WIIK
KBapIIOBO CTHKIIO MIJIM Ype3 JBOIHO TpeTHpaHe ¢ HOHOOOMEHHa CMOJa.

Pearenrure TpXGBa Ja 6T>I[aT MOHE ¢ YUCTOTa 3a aHayin3. OTCHhCTBUETO
Ha ¢CJIEMEHTa 3a OIpPEHAC/IIHEe TpHGBa JAa Cce IIpoBepsiBa 4pe3
CKCIICpUMCHT C IIpa3Ha Hpo6a. Axo ¢ H€O6XO,III/IMO, peareHTuTe
Tpf[6Ba JAOM'BJIHUTEIIHO Ja C€ IPEYUCTAT.

(') MeroxbT He € BammAMpaH IOCPEICTBOM CHBMECTHO M3IHTBAHE 3a PasiiMuHu (ypaxHu
Mmarpuny. 3a gonbnHHTenHa uMHboOpMarms Bxk. https:/ec.europa.eu/jrc/en/eurl/feed-addi-
tives/authorisation.
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3.1

3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

3.7.1.

3.8.

3.8.1.

3.9.

3.9.1.

3.10.1.

BmecTto onucanuTe mMO-I0Ny CTAHIAPTHU pa3TBOPU, MOraT ja ce
U3I0J3BaT ThPrOBCKU CTaHIAPTHH PA3TBOPHU, IPH YCIIOBHE ue T€ ca C
rapaHTUPAHO KAayecTBO M ca IPOBEPEHU Ipeau ynorpeda.

Conna xucenuna. (d:1.19 g/ml).
Conna kucenuna. (6 mol/l).
Conna kucenuna. (0,5 mol/l).

DrayopoBomoponna kucenuna 38—40 % (V/V) ¢bC ChIbpKAHUE Ha
xemsazo (Fe) monm 1 mg/l u ocrarek cien usmapsiBane mony 10 mg
(kato cyndar) Ha JTUTBP.

Csipra kucenuna. (d:1,84 g/ml).

Bonopoznen npexuc. (npubnusurenno 100 obema kucnopoxn (30 % Ha
TErJ0)).

CrannapteH pas3TtBop, chabpikamny xkeis3o (1 000 ug Fe/ml), npurorsen,
KaKTO Clle[[Ba, WJIM CKBUBAJICHTEH TBPIOBCKH JOCTBIIEH pa3TBOP:
pastBaps ce | g sxemszHa Ten B 200 ml comHa KucenmHa ¢ KOHICH-
tpauust 6 mol/l (t. 3.2), nobassr ce 16 ml Bogoponen npekuc (1. 3.6) u
ce JOIbJIBA JI0 €IMH JHUTHP C BOJA.

Paboren crammapreH pas3TBOp, chabpxkam skemszo (100 pg Fe/ml),
NPUTOTBEH 4pe3 Paspe)kJaHe Ha €IHAa 4YacT OT CTaHAAPTHHS pPa3TBOP
(1. 3.7) ¢ 9 yactu Boxa.

Crannapres pastBop, cbabpxaint men (1 000 pg Cu/ml), npurorseH,
KaKTO CJeBa, WJIM €KBHBAJICHTEH THPrOBCKH JOCTBIIEH Pa3TBOP:

— pastBaps ce | g men Ha mpax B 25 ml cosiHa KHCeJIMHA C KOHIICH-
tpaus 6 mol/l (1. 3.2), nobaesr ce 5 ml BomoposaeH mnpekuc (T.
3.6) u ce jomBJIBa A0 CIMH JUTHP C BOJA.

Paboren crammapren pastBop, ceabpxanr Mmen (10 pg  Cu/ml),
MPUTOTBEH 4Ype3 pa3pekIaHe Ha eJHA YacT OT CTaHJAPTHUS Pa3TBOP
(1. 3.8) ¢ 9 wactu Boma W cielm TOBa pa3pexaaHe Ha eIHa 4YacT OT
MOJTyYeHUsT pa3TBOp ¢ 9 YacTu BoOjA.

CrangapreH pa3tBop, cbabpkan; wmadrad (1 000 pg  Mn/ml),
NPHUTOTBEH, KaKTO CIIC[BA, MM CKBHBAJICHTCH TBPrOBCKU TOCTBIICH
pasTBOp:

— pastBaps ce | g Manran Ha mpax B 25 ml comHa KucenmHa c
koHUeHTpanus 6 mol/l (1. 3.2) m ce nombiaBa A0 €AWH JIHTBP C
BOJIA.

PabGoren cranmapreH pas3rtBop, chabpikam Mmanrad (10 pug Mn/ml),
NPUTOTBEH 4pe3 paspekJaHe Ha €IHAa 4YacT OT CTaHAAPTHHS pasTBOP
(1. 3.9) ¢ 9 "yactu Boma W cjem TOBa pa3pexaaHe Ha eIHa 4YacT OT
MOJTyYeHUsT pa3TBoOp ¢ 9 YacTu BoOjA.

CrangapteH pa3TtBop, chabpkail uHK (1 000 pg Zn/ml), npurorseH,
KaKTO CIICIBA, WM CKBUBAICHTEH THPIOBCKH IOCTBIICH PA3TBOP:

— pastBaps ce | g IMHK Ha JICHTH WiM JuctoBe B 25 ml comnna
KHCeNMHA ¢ KoHLeHTtpamms 6 mol/l (1. 3.2) u ce mombiaBa g0 1
JIUTBP C BOJA.

Paboren craHmapreH pas3TBOop, chabpkaml muHK (10 pg Zn/ml),
HOPUIOTBEH UpPEe3 Pa3peXkJaHe Ha €IHAa 4YacT OT CTaHAApTHHUS pa3TBOP
(1. 3.10) ¢ 9 yacTu Boja M Cle]l TOBa Pa3pexkJaHe Ha €JHA 4YacT OT
HOIy4YeHHs Pa3TBOp ¢ 9 YacTH BOJIA.

Pa3TBOp Ha MaHTaHOB TPHUXJIOPUA: Pa3TBApsT ce 12 g TaHTaHOB OKCHJ B
150 ml Boma, mobaesr ce 100 ml conmHa KucenmuHa C KOHIIGHTpAIUS
6 mol/l (t. 3.2) u ce mombaBa A0 €AWH JUTHP C BOAA.
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4.2.

4.3.

5.1

5.1

5.1

5.1

"
(2

~

Anaparypa

Mydenna nemr ¢ perynupane Ha TeMIIEpaTypaTa U MO BB3MOXKHOCT ChC
3aMHCBAIIO YCTPOUCTBO.

CppoBere TpsiOBa na ObJAT OT yCTOWYMBO OOPOCHIIMKATHO CTHKIO H CE
IIpernopbyBa J1a Ce€ W3IOJI3BA arapaT, KOMTO € MpeJHa3HaueH caMo 3a
OlpeiesIsIHE Ha MHKPOCIEMEHTH .

ATOMHOa06COPOIIMOHEH CIIEKTPOMETBP, CHOTBETCTBAIIl HA W3HCKBAHUATA
Ha MeToJa, C OIJIeJl HA YyBCTBUTEIHOCTTA M MPELHM3HOCTTA B HEOO-
XOAUMUSL 00XBAaT.

Mponeaypa (')
Ilpobu, cvowvporcawu opeanuyHu eeujecmsa

1. Onenensnseane u npucomeésmne Ha pazmeopda 3d
ananusz (%)

.1.1. Tlocrassar ce 5—10 g ot mpobara, nmpemepena ¢ TouHoct 10 0,2 mg, B
KBapIlOB WIIM IUIaTHHEH THrel (BXK. 3a0enekka 0)), M3CyliaBar ce B
merny npu 105 °C u THUreabT ce MOCTaBsl B CTy/AeHaTa My(enHa el
(1. 4.1). Ilemra ce 3arBaps (Bmx 3a0eiexka B) M TeMIeparypara
mocreneHHo ce mosumaBa 10 450—475 °C 3a oxomo 90 MuHYTH.
Ta3u Temmeparypa ce moambpka 4—16 daca (Hamp. mpe3 HOMITA) 3a
OT/ICNISIHE Ha CaXJHTe, CJIEJ TOBa IelITa ce OTBaps, 3a Ja Ce OXJIaau
(Bk. 3a0enexKa T)).

IMenenTa ce HaBIAXHABA C BOJA M CE NPEXBBPIs B OeXepoBa damia OT
250 ml. Turensr ce m3muBa ¢ okoso 5 ml comHa kucenuHa (1. 3.1),
ClIel KOeTo HocieHaTta 0aBHO M BHUMATEIHO ce 100aBs KbM Oexeposa
yama (Moxe Ja mma OypHa peakuus nopaau obpaszyBanero Ha CO2).
Kanka no karka ce 1006aBsi conHa kucenuHa (1. 3.1) karo ce pa3dobpkBa
JIOKaTO IpecTaHe 00pa3yBaHETO Ha ra3oBH Mexypdera. M3mapssa ce 10
CyX0, KaTo OT BpeMe HaBpeMe Ce pa3dbpKBa CbC CTBHKICHA IPbHYKA.

JloGasst ce 15 ml comna kucenuHa ¢ koHueHtpamus 6 mol/l (t. 3.2)
KbM OCTaThKa, ciieql koeto ce modasst u 120 ml Boma. Pa3dwpkBa ce
CbC CTBKJIICHA IIPbBYKA, KOATO ce ocraBi B OexepoBaTa 4aia, M
HocjeaHaTa ceé IOKPHBAa C YaCOBHHUKOBO CTBKIO. BaBHO ce HarpsiBa
JI0 KWTIEHEe M Ce MOAIbP)KA TasW TemIleparypa [OKaTto CIpe pa3TBa-
psHeto Ha nenenra. PunTpupa ce mpe3 yucra OT menen (GUITbpHA
xaptusi ¥ GuITpaTHT ce chOupa B MepurenHa kojiba ot 250 ml. Bexe-
poBata yaria u GuITHPHT ce U3MHBAT ¢ 5 ml ropema coiHa KHCETHHA
¢ koHueHrpaus 6 mol/l (1. 3.2) u 1Ba mbTH ¢ Bpsiia Boga. HambiBa ce
MepHTenHata Kojba 10 Mapkata ¢ Boja (KOHLEHTpAlMs Ha COJHATa
kucennHa okosio 0,5 mol/l).

.1.2. Ako ocTarhKbT BBB (QUIThpPA H3IJEKIAa YCPCH (BBIVIEPON), TOH Ce
BpBIIa B TIeHmITa M ce omemnemsiBa otHoBo mpu 450—475 °C. Tosa
orernessiBaHe, KOSTO M3MCKBAa caMO HSKOJIKO yaca (okoio 3—S5 wyaca),
€ 3aBbpLICHO, KOraTo MenenTa H3rIexaa Osila WIM I[MoYTH Osia.

Morart J1a ce M3M0JI3BaT U APYTH METO/H 3a M3BapsiBaHE, [IPU YCIOBHUE Y€ € JJOKA3aHO, Y&
Te JaBaT CXOIHM PEe3yJTaTH (HAIp. M3BapsiBaHE 0] HAISTAHE C MHKPOBBJIHH).
3enenute Qypaxku (MIPECHH WIM HM3CYLICHH) € BB3MOXHO J@ ChIBPKAT 3HAYUTEIHO
KOJIMYECTBO CHIIMLMEB JHOKCHI OT PACTHTENICH HPOM3XOJ, KOMTO MOXE [a 3abpKH
MHKPOCJIEMEHTHTE, M KO#HTO TpsibBa ma Obae orcrpaHeH. Ilopaau ToBa, 3a mpoOU OT
Te3n (ypaxu TpsOBa jga ce ciueBar CICAHMTE H3MEHeHH npoueaypu. Oneparmst
5.1.1.1. ce mpoBexxma emHOBpeMeHHO ¢ (unTpupanero. PuiThpHAaTa XapTHs C Hepas-
TBOPUMHsI OCTATBhK Ce€ M3MHBA JIBA IBTH C BpsUlda BOJA M CE€ IMOCTaBs B KBaplOB HJIN
IUIATHHEH THTEl.

B mydennara nent (1. 4.1) ¢punrbpHaTa XapTHs ce M3raps npu temieparypa mnoja 550 ©
C, [0KaTto BCHYKH CAXACHH YaCTUIM H34Ye3HAT HambiaHo. OCTaBs ce aa MH3CTHHE,
J100aBST ce HAKOJIKO Karku Boja u 10—15 ml duryopoBosoponna kucenuna (. 3.4) n
ce mojJIara Ha u3napsiBaie 1o cyxo mpu okono 150 °C. Ako uMa oCTaThlIU OT CHIIMINCB
JIMOKCHJI B OCTAaTbhKa, T€ CE PasTBapsT MOBTOPHO B HSKOJKO MUIMIHTPA (IyopoBO-
nopoiHa kucenumHa (T. 3.4) M ce IoularaT Ha H3MapsBaHe 10 cyxo. JloGamsr ce
HSIKOJIKO Kamku csipHa kucenuHa (1. 3.5) W ce HarpsiBa, JOKAaTo IpecTaHe Jja ce
obpasysa Osut qum. Ciier Kato ce 106aBsT 0KoJIo 5 ml coiHa KHCENnHa ¢ KOHIICHTPALHs
6 mol/l (1. 3.2) u okoxo 30 ml Boza, pa3TBOPBT ce HarpsBa, GUITPHPA CE B MEPHUTEIHA
koiaba ot 250 ml u ce mombiBa a0 HWBIHMSA 00eM ¢ Boja (koHueHtparms Ha HCI okoio
0,5 mol/l). Criex ToBa ce MPUCTBIIBA KbM OIMPEICISIHETO B CHOTBETCTBHE C Touka 5.1.2.
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OcraTbkbT ce pastBaps ¢ okomo 2 ml comuma kucenumHa (1. 3.1),
u3napsiBa ce 70 cyxo M ce po6aBar 5 ml comna kucemuHa (T. 3.2) ¢
koHueHtpauust 6 mol/l. HarpsiBa ce, pa3rBopbT B MepuTenHara Kojba
ce QmITpHEpa U ce JOombiBa IO MBIHHUA 00eM ¢ BoIa (KOHIEHTPAIMSI Ha
HCI oxono 0,5 mol/l).

3ab6eneocku:

a) Ilpn ompenensHeTO Ha MHUKPOCJIEMEHTHTE € BaXKHO Ja Ce B3eMar
HpeaBUJ PUCKOBETE OT 3aMbpCABaHE, OCOOGHO C ILMHK, MeJl H
’KensA30. 3aToBa 00OpPYABAHETO, KOETO CE M3I0JI3Ba 3a MOArOTBSHE
Ha rpoOuTe, HE TPAOBA []a ChIbpPXKA TE3M METAIH.

3a HamansBaHe Ha OOLMsS PUCK OT 3amMbpcsiBaHe TpsiOBa 1a ce
paboru B obesmnpamieHa atMocepa ¢ OE3ynpedHO YHCTH MPUOOPH
U BHHMATEIHO M3MHTH CTBKICHH ChaoBe. ONMpeensHeTo Ha LHHKA
e 0COOCHO YyBCTBUTEIHO KbM MHOTO BHJOBE 3aMbpCsBaHe,
HalIpyuMep OT CTBKIICHUTC CBHAOBE, PEAreHTUTC, HpaxTa U Ap.

6) Ternoto Ha mpobata, KOSTO TPIOBa Ja ce OIEMNelH, e M3YUCIsIBa,
KaTo Ce B3eMe INpEeJBHI NPUOIM3UTEIHOTO ChAbP)KAHUE HA MHKpPO-
CJIICMCHTU BBHB Q)ypa)i(a 10 OTHOUICHHWE Ha YYBCTBUTCJIHOCTTA Ha
M3M0I3BaHMUsT COEKTPOGOTOMETHP. 3a ompeneneHn (Gypaxu, KOHTO
CBABPKAT MAJIKO MHMKPOGIEMEHTH, MOXE Ja € HeoOXOJUMO Ja ce
3arnoune ¢ npoda or 10—20 g u 1a ce orpaHuYM KpaHHHUAT Pa3TBOP
camo g0 100 ml.

B) OmenensiBaHeTo TpsiOBa [a ce W3BBpIIBA B 3aTBOpeHa memr 0Oe3
[OJaBaHe Ha BB3AYX WM KHCIOPOZ.

r) Temmeparypara, KOSTO TMOKa3Ba MHHPOMETHPHT, HE TpsiOBa ja
"aasumasa 475 °C.

5.12. Omnpepgenssne upe3 cnekTpodpoToMeTpus
5.1.2.1. TlpuroTBsiHe Ha KaaMOpPAIMOHHHU Pa3TBOPH

3a BCEKH OT €JIEMEHTUTE, KOUTO LIE CE ONPEJETIAT, OT pabOTHUTE CTaH-
apTHU pasTBOpHU, nocodeHu B toukw 3.7.1, 3.8.1, 3.9.1 u 3.10.1, ce
IPUTOTBSL CepHsi OT KalIMOPAlMOHHH pPa3TBOPH, KATO BCEKH HMa
konuentpamus Ha HCl okono 0,5 mol/l (n (3a xens30TO, MaHraHa H
[MHKA) KOHIICHTpAaLWs Ha JAHTAHOB TPUXJIOPWJ, CKBHBAJICHTHA Ha
0,1 % La (W/v).

ITonOpaHuTe KOHLEHTpALMU HAa MHUKpPOEIEMEHTH TpsibBa na Obaar B
paMKHTe Ha 4YyBCTBUTEIHOCTTA HA M3IOJI3BAHUS  CIIEKTPOMETBP.
TabmuiuTe 1mO-7107y [aBaT HNPUMEPH 3a ChCTaBa HA TUIUYHH CEPUM
OT KanuOpalMOHHU PAa3TBOPH; B 3aBUCUMOCT 00adye OT BHIA M UyBCT-
BUTEIHOCTTA Ha U3MON3BAHUS CIEKTPODOTOMETBP, MOKE J]a CE HAJIOKU
Ja ce u3bepar APYyrd KOHLEHTPALUM.

Keasizo
ug Fe/ml 0 0,5 1 2 3 4 5
ml paboteH cranmapren paszreop (1. 3.7.1) 0 0,5 1 2 3 4 5
(1 ml = 100 pg Fe)
ml HCI (r. 3.2) 7 7 7 7 7 7 7

+ 10 ml pa3tBop Ha mantanoB Tpuxiopuna (T. 3.11) u ce monmBa ¢ Boja g0 100 ml
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5.1.2.2.
5.1.2.3.
5.1.2.4.

Men

png Cu/ml 0 0,1 0,2 0,4 0,6 0,8 1,0
ml paboren cranpapreH pastBop (1. 3.8.1) 0 1 2 4 6 8 10
(1 ml = 10 pg Cu)
ml HCI (r. 3.2) 8 8 8 8 8 8 8

Maunraun
g Mn/ml 0 0,1 0,2 0,4 0,6 0,8 1,0
ml paboren cranmapren pasreop (T. 3.9.1) 0 1 2 4 6 8 10
(1 ml = 10 pg Mn)
ml HCI (r. 3.2) 7 7 7 7 7 7 7
+ 10 ml pa3tBop Ha manTanoB Tpuxiopun (T. 3.11) u ce monmmsa ¢ Boma mo 100 ml

unk
ug Zn/ml 0 0,05 0,1 0,2 0,4 0,6 0,8
ml paboren cranmaprer pasrBop (T. 3.10.1) 0 0,5 1 2 4 6 8
(1 ml =10 pg Zn)
ml HCI (r. 3.2) 7 7 7 7 7 7 7

+ 10 ml pa3rBop Ha nmanTaHoB Tpuxyopun (T. 3.11) u ce mommsa ¢ Boja no 100 ml

ITpuroTBsiHe Ha pa3TBOpA 3a AHAIN3

3a omnpenensHETO Ha MEATa pa3TBOPHT, MPUTOTBEH KAaKTO € YKa3aHO B
T. 5.1.1, MOXe J1a ce M3M0J3Ba AUPEKTHO. AKO € HEOOXOAUMO KOHLEH-
Tpauusita My Ja Ce CBeJie 0 PAMKHTEe Ha KaJIHOpAlMOHHHUTE PA3TBOPH,
MOXE Jia C€ MpPeXBBbpJIM aJMKBOTHA YacT OT pa3TBopa C MHUIETa B
MepurenHa koib6a or 100 ml m ma ce HOmBIHM 1O MapkaTta ChC
conHa kucennHa ¢ KouuneHrpauust 0,5 mol/l (t. 3.3).

3a ompeneisHETO Ha JKENA30TO, MAHraHa M IIMHKA Ce HPEXBBPIS C
IHIeTa ATUKBOTHA YacT OT pa3TBOpA, MPUIOTBEH, KAKTO € YKa3aHO B
1. 5.1.1, B Meputenna konba ot 100 ml, no6asst ce 10 ml pa3ztBop ot
naHtaHoB Tpuxjopua (T. 3.11) u ce mombiaBa 0 MapkaTa CbC COJHA
kucennHa ¢ KoHueHntpamus 0,5 mol/l (1. 3.3) (Bx. cburo 1. 8 — ,,3abe-
JIKKH ).

KonTposnen exkcrepuMeHT

KOHTpOIHHUSAT eKCIepUMEeHT TpsaOBa Ja BKIIOYBA BCHYKH YKa3aHH
CTBIIKM Ha MpOLeIypara, ¢ M3KIOYEHHEe Ha TOBa, Y€ CE MpOIyCKa
nobaBsHeTO Ha mpoOHHMs Mmartepuan. KamuOpaumonen pasteop ,,0° He
TpsiOBa 1@ Ce M3MOJI3BA KaTO KOHTPOJICH Pa3TBOP.

W3mepBane Ha aTomHaTta abcopOuus

WsmepBa ce aromHaTta abcopOuust Ha KanuOpalMOHHUTE Pa3TBOPH U Ha
pa3TBOpa, KOWTO ILIe CE aHAIM3HMpa, Ype3 H3MOI3BaHE HA OKHCIBAIL
BB3/YIIHOALETHICHOB IUIAMBK TP CIEIHHUTE Ib/DKUHHA HA BbJIHATA:
Fe: 248,3 nm

Cu: 324,8 nm

Mn: 279,5 nm

Zn: 213,8 nm

Bcewnuku MU3MEPBAHUA CE MU3BBPIIAT YETUPH ITBTH.
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5.2.

Munepannu ¢ypasxcu

Axko mpobaTa HE ChABpPKA OPraHMYHU BEIIECTBA, HE € HEOOXOIUMO 1aa
ce W3BBPILIBA MNpeaBapuTesnHo onenessiBane. [Iporennpa ce, kakro e
ykazaHo B Touka 5.1.1.1, karo ce 3amouHe OT BTOpHUs maparpad.
Mose na ce mporycHe H3MapsiBaHEeTO C (IIyOopOBOJOPOAHA KHUCEIHHA.

W3uncasiBaHe Ha pe3yJTaTHTE

C nomoinra Ha KanuOpalMoHHA KPHUBA CE M3YHMCIABAT KOHIIEHTPALMHUTE
Ha MUKpPOEJIEMEHTHTE B Pa3TBOpA 3a aHAIM3 M PE3yJITaThT Ce M3pa3sBa
B MWJINTPaMH MHKpPOEJIEMEHT Ha KWiIorpam mpoda (ppm, YacTh Ha
MUIHOH).

IloBTOpsieMocT

Paznukata Mexmy pe3ydaTaTHTe OT JIBE MApajelHW ONpEeIITHHSA,
U3BBPIICHA C €Ha W Chila Mpoda, OT €IWH W ChIl JIADOpaHT, HE
TpsiOBa Ja HaJBUIIABA:

— 5 mg/kg karo abcomOTHA CTOHHOCT TIPU ChAbPXKAHHE Ha
BBIIPOCHMST MHUKpoeremeHT a0 50 mg/kg;

— 10 % oT mo-BUCOKHs pe3ynTaT Ipu ChABbPKAHHE HAa BBIPOCHUSA
mukpoernemeHt ot 50 mo 100 mg/kg;

— 10 mg/kg xaro aOCONIOTHAa CTOMHOCT TMpU CBHABPKAHHE Ha
BoIpocHuss mMukpoenemeHt ot 100 mo 200 mg/kg;

— 5 % OT mo-BHCOKMs pe3yiTaT MHpU ChIbpKAHUE HA BBIPOCHMS
mukpoenemeHT Haxa 200 mg/kg.

3abesie:kKu

Hannuuero Ha ronemu xonudecTsa ¢ochaTtu Moxke Ja Okaxe HeOiaro-
HPUATHO BIHMSHUE BBPXY ONPENEISHETO Ha JKEIA30, MAaHTaH M IMHK.
[logobHo BimsHWE TpsOBa na OBJE KOPUTHUPAHO C JO0OABSIHETO HA
pa3TBOp Ha JaHTaHOB TpuxjopuJ (T. 3.11). Ako ob6aue TErIOBHOTO
cpotHomenne Ca + Mg/P > 2, no0GaBsiHETO Ha Pa3TBOp Ha JaHTAaHOB
tpuxiopux (T. 3.11) KM aHanU3UpaHus pasTBOP U KbM KaluOparm-
OHHHTE Pa3TBOPU MOXKE J1a Ce IPOIyCHE.

I'. OINPEAEJISIHE HA XAJIO®YTMHOH

DL-mpanc-7-6pomo-6-xnopo-3-[3-(3-xuopoxcu-2-nunepuoun)ayemonu |-
Keurazonun-4-(3H)-na xuopobpomud.

CbabpKaHUETO Ha Xalo(YT'MHOH Ce OIpeess IMOCPEICTBOM:

— Mertona 3a anamms, npensuiaeH B craHmapt EN 17299 dypaxu:
Metoznu 3a B3eMaHe Ha IpoOH U aHamu3 — CKPHHUHT H OIpEnelsIHe
Ha pas3pelleHd KOKLMIUOCTaTHLM Ha HUBO Jo0aBka, Ha 1 % u 3 %
KPBCTOCAHO 3aMbPCSABAHE, KAKTO U HA HEPETUCTPHPAHH KOKIUIHOC-
TaTHIM ¥ aHTUOMOTHK Ha HUBO (ypaKHH KOMIIOHCHTH B KOMOH-
HHUpaHH (Qypaxu upe3 BHCOKOC(EKTUBHA TeYHa Xpomartorpadus U
taHaemHa maccnekrpomerpus (LC-MS/MS), unu

— ype3 BHCOKOe()CKTMBHA Te4yHa Xpomarorpadust ¢ obpaTHa (aza
(HPLC), ¢ wmsnomsBane Ha UV [eTeKTOp, CHIVIACHO OIKMCAHOTO B
Toukn |—8 mo-momy.

Ilea u odxBat

MeToabT J1aBa Bb3MOXKHOCT 3a ONPEJENAHE HA KOJIMYECTBOTO HA Xaso-
¢yruHoH BBB (ypaku. I'paHnmara Ha KOJIHYECTBEHO OIpPEACISHE €
1 mg/kg.

Mpuamun

Crien TpeTHpaHe ¢ roperia Boja, Xalo()yrHHOHBT ce eKCTpaxupa Kato
cBOOO/IHA OCHOBA B STWJIOB alleTaT M CJIEJ| TOBA CE pa3jielisi KaTto XHIPO-
XJOpHJ BBB BOJACH KHCEIMHEH pa3TBOp. EKCTpakThT ce oumcrBa
MOCpPeCTBOM HOHHOOOMeHHa xpomatorpadus. ChIbpKaHUETO HA Xallo-
(GYruHOH ce ompezens ¢ HOMOLITA Ha BUCOKOG(EKTHBHA TEYHA XpoMa-
torpadusi ¢ obparHa ¢aza (HPLC), kato ce usmomnszsa UV-gerexTop.
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3.2.

3.3.

3.4.

3.5.

3.6.

3.6.1.

3.6.2.

3.7.

3.8.

3.9.

PearenTn

Auneronutpui, ¢ yuctora 3a HPLC
Awmbepiutr XAD-2 cmomna
AMOHUEB aneraT

Erunos anerar

OreTHa KHCENWHA Ha KPUCTAIH

Xanodyruaon — cranaaptHo BemectBo (DL-Tpanc-7-6poMo-6-xi0opo-
3-[3-(3-XxuapoKcH-2-MUNepUInI )alle TOHUI |-XuHa30auH-4-(3 H)-on
xuapoopomun, E 764)

W3xonen cranpapTeH pastBop Ha xanodyruxon, 100 pg/ml

Iperernsar ce ¢ tounoct a0 0,1 mg 50 mg xamopyruHoH (T. 3.6) B
rpagyupana konda ¢ Bmectumoct 500 ml, pasrtBapsr ce B Oydepen
pa3TBop Ha amoHueB anerar (T. 3.18), mombiaBa ce 10 MBIHMS 00eM
¢ Oydepen paszrBop u ce pa3dbpkBa. To3u pa3TBop ocTaBa CTaOHJICH B
NpPOABIDKEHHE Ha TpU CeAMUIM mnpu Ttemmeparypa 5 °C, ako ce
ChbXpaHsBa Ha THMHO.

KanubpaumoHau pa3TBopu

B mnopemmma ot rpamyupanu kombu ¢ Bmectumoct 100 ml ce
npexsbpisaT 1,0, 2,0, 3,0, 4,0 n 6,0 ml or u3XxomHms craHmapTEH
pa3tBop Ha xanopyruHoH (T. 3.6.1). ombiBar ce 10 mbIHHS 00eM ¢
noaBmwxkHata (asza (1. 3.21) u ce pa3ObpkBar. Pa3rBopure Ime mmar
CBHOTBETHO KOHIEHTpammu Ha xamopyrmuaon 1,0, 2,0, 3,0, 4,0 u 6,0
ul. PasrBopure TpsOBa sga ce NPUTOTBIT HEMOCPEACTBEHO MPEIu
yrnoTpeba.

Comnna xucenuua (p,o ¢ npubmmsurenHo 1,16 g/ml)

Meranon

CpeObpeH HUTpaT

Hatpues ackopbat

Harpues kapOonar

Hatpues xiopun

EDTA (ermneH-nnaMHH-TETpa-OlleTHA KUCEIHHA, IBYHATPHEBA COM)
Bopa, ¢ gucrora 3a HPLC

Pa3rBop Ha HarpueB kapOonar, ¢ = 10 g/100 ml

HarpueB xmopua — HacuTeH pa3TBOp Ha HATpHEB KapOoHAT, ¢ =
5 g/100 ml

PastBapsr ce 50 g matpueB kapoonar (. 3.11) BBB Boma, pazpexnaa ce
no | nutep u ce mo6aBs HarpueB xuopux (T. 3.12), mokaro ce monmy4n
HACHTEH pa3TBOP.

Conna kucenuna, npubmmsurenso 0,1 mol/l.
Pazrapsar ce 10 ml HCI (r. 3.7) BbB Boxa, Jokato ce momyuwm 1 1.
Bydepen pasrBop Ha amonumeB arerar, npubamsutenso 0,25 mol/l

PasrBapsit ce 19,3 g amonues arerar (. 3.3) u 30 ml ouerHa kucenuHa
(1. 3.5) BbB Boma (1. 3.14) u pa3tBopbhT ce paspexaa mo 1 L
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3.20.

3.21.

4.2.

4.3.

4.4.

44.1.

4.5.

4.6.

4.7.

4.8.

5.1
S.1.1.

[onroresine Ha ambGepmut XAD-2 cmona

Ioaxoasiio konudecTBo ambepaut (T. 3.2) ce NpoMEBa ¢ BOJA, TOKATO
ObaT OTCTPAaHEHW BCHYKH XJOPHM HOHH, KaTo TOBAa CE YCTaHOBSBA
uype3 TecT che cpedbper HUTpaT (T. 3.20), KOWTO ce M3BBPIIBA BBPXY
npomuBHata Boja. Ciex ToBa cMmonata ce mpomuBa ¢ 50 ml meranon
(3.8), orcTpaHsiBa ce METAHOIBT U CE CMOJIATa C€ ChXPaHsBA O] YUCT
METaHOJI.

PaztBop Ha cpeObpen HuTpar, npudimusutenano 0,1 mol/l.
PasrBapsr ce 0,17 g cpebbpen nurpar (1. 3.9) B 10 ml Boza.
IMoamxua daza HPLC

Cwmecsar ce 500 ml aueronutpun (1. 3.1) ¢ 300 ml G6ydepen pasrBop
Ha amoHueB anerar (1. 3.18) u 1200 ml Boma (t. 3.14). Kucemun-
HOoCcTTa ce kopurupa g0 pH = 4,3, karo ce wu3Mmon3Ba OIETHA
kucenuHa (T. 3.5). PastBopbsT ce ¢duntpupa mpe3 ¢untbp ¢ pazmep
Ha nopute 0,22 pum (1. 4.8) u ce oOesrassBa (Hamp.4pe3 MoOjJaraHe
Ha BB3/ICHCTBHETO HA yATPa3ByK B mpoabiukeHne Ha 10 munytu). To3u
pa3TBOp OCTaBa CTAOWJIEH B MNPOJABIDKEHHE HA €AMH Mecell, Npu
yCJIOBHE Y€ Ce ChXpaHsBa Ha THbMHO MSICTO B 3aTBOPEH ChI.

Amnaparypa

VYarpa3BykoBa BaHa
Poranyonen THHKOCIOEH H3MapUTel

LenTtpodyra

Amnapar 3a HPLC ¢ UV-gerektop ¢ HacTpoiika Ha IbJDKHHATa Ha
BBJIHATA WIIM C JIETEKTOP C JMOJHA MaTpuua

Kosmona 3a teuna xpomarorpadusi, 300 mm X 4 mm, C;g, MBJIHEK OT
10 um, nnm exBUBaJCeHTHA KOJIOHA

Crpriiena kosnona (300 mm x 10 mm), cHabneHa ¢ GUATBP OT CHHTE-
POBAHO CTBHKJIO U CIHPAYHO KpaHUe.

Duntpu 0T CTHKIOBIAKHO, ¢ Auamersp 150 mm
Mewmbpanen ¢unrsp, 0,45 um.
Mewmbpanes ¢untep, 0,22 pum.

IIpouenypa

3abenesxcka:

XanoyriHOHBT KaTo CBOOOJHA OCHOBA € HECTaOWICH B allKaJHH
pa3TBOpPH W B Pa3TBOP Ha €TWIOB arerar. Xalo(QyrHHOHBT HE TpsOBa
Ia ocTaBa B €TWIOB arerar rnosede or 30 min.

Obwu nonosicenus

Anamusupa ce ¢ypax 0Oe3 m00aBku, 3a Ja ce IPOBEPH Jald HE
HPUCHCTBAT XAIO(QYTHHOH MIIM JAPYTH 3aMbPCSBAILY BELIECTBA.

IIpoBexa ce TecT 3a aHAINTHYEH JOOMB, KAaTO ce€ aHAIM3Mpa (ypaxk
0e3 106aBku, oboraTeH 4pe3 J00aBsHE HA M3BECTHO KOJIMYECTBO XaJlo-
(yruHOH, 1MOJOOHO Ha TOBa, KOETO INPHCHCTBA B ImpobaTa. 3a ma ce
oboratn ¢ypaxsr mo paBaume 3 mgkg, ce modassar 300 pl or
M3XOMHMSA CcTaHaapteH pastBop (T. 3.6.1) xeM 10 g or dypaxa 6e3
no0aBkM, cMecBa ce M ce m3uakBa 10 min, mpexm ma ce IpeMuHe
KBbM €Tala Ha eKcTpaxupase (T. 5.2).

Babenexcka: 3a nenute Ha TO3M MeTOa (GypaxsT Oe3 m100aBkuM TpsOBa
Ia e mogo0eH 10 BHI HA TO3M OT mpobara M MpH aHaIu3
Jla He C€ OTKpHBa XalO()yTHHOH.
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5.2.

5.3.
5.3.1.

Exempakyus

Iperernsar ce ¢ Tounoct no 0,1 g 10 g or moarorBeHara mnpoba B
enpyseTka 3a ueHtpodyrupane c¢ BmectumocT 200 ml, mobassit ce
0,5 g marpuer ackopbar (t. 3.10), 0,5 g EDTA (r. 3.13) u 20 ml
Boja M ce pa3dbpkBa. TppOHuKara ce MOCTaBs 3a 5 min BbB BOJHA
Oans (80 °C). Cnen oxiaxaaHe 10 craiiHa Temreparypa ce 106assat 20
ml pa3rBop Ha HarpueB kapOoHat (T. 3.15) u ce pa3obpkBa. He3abaBHO
ce nobasst 100 ml erusnoB aerat (1. 3.4) U ce paskialia CUIHO C pbKa
B Npojb/uKkeHne Ha 15 cexynau. Cren ToBa enpyBeTKaTa ce MocTaBs 3a
TPM MMHYTH B ynTpa3BykoBa BaHa (T. 4.1) u ce pasxiabBa 3army-
mankara. IlenTpodyrupa ce B NpoAbKEHHE HA M Ce MpeuBa
(azata Ha eTWJIOBHS aleTaT npe3 (QUITbP OT CTHKIOBIAKHO (T. 4.6)
B genutenHa ¢ynus ¢ Bmectumoct 500 ml. Ekcrpaxupanero Ha
npobata ce mosraps ¢ Bropa mopuus or 100 ml erunos amerar.
Cop0panute Ha €IHO MACTO CGKCTPaKTH Ce MPOMHBAT B IHPOIBIDKCHHE
Ha ¢ 50 ml HacuTeH pa3TBOpP HAa HATPUEB XJIOPUJ B Pa3TBOP Ha HATPHEB
kapOoHar (1. 3.16) u ce OoTCTpaHsBa BOAHMAT CIOM.

Excrpaxupa ce opraHMYHMAT CJIOHW B npoabmkeHue Ha 1 min ¢ 50 ml
conHa kucenuHa (T. 3.17). IIpexBbpiist ce MOIHUAT KUCEIUHEH CIOH B
nenutenHa ¢ynus ¢ Bmectumoct 250 ml. IloBropHO ce ekcrpaxupa
OPraHUYHUAT CJIOH B NPONBKEHME HAa MMHYTa M IOJIOBUHA C HOBH
50 ml pa3rBOop Ha COJHa KHCEIMHa M ce IpubaBs KbM IbPBUA
excrpakT. CbOpaHUTE 3a€HO KHCEJIMHHM EKCTPAKTH C€ IPOMMBAT
ype3 BBPTEHE B NpojabkKeHHE Ha npubamsurenso 10 s ¢ 10 ml
etunoB arerar (T. 3.4).

BoaHusT cioil ce mpexBbpIs KOJMMYECTBEHO B OOJIOABHHA KOJIOAa OT
250 ml, kaTo ce oTcTpaHsBa opraHuuHara (asa. M3mapsiBa ce HemusT
OCTaHaJl eTWJIOB aleTaT OT KHUCEIMHHHS pPa3TBOp, KAaTO Ce H3IOI3Ba
pOTalMoOHEeH ThHKOCHOEH wu3maputen (T. 4.2). Temmeparypara Ha
BomHaTa OaHs He TpsOBa nma Hanmsumasa 40 °C. Ilox Bakyym oT
npubau3uTesHo 25 mbar [enusT OCTaThYEH eTHJIOB alerar ce
OTCTpaHsiBa B paMKuUTEe Ha 5 min mpu temmeparypa 38 °C.

Tlouucmeane
[TonroTBsiHEe Ha KOJIOHAaTAa ¢ aMOepIHuT

3a BCEKM EKCTpaKT Ha Ipodarta ce MOArOTBS 1Mo eaHa Koimona XAD-2.
10 g ot moxmrorBenust am6epnuT (T. 3.19) ce MPexBBPIAT B CTHKICHA
komoHa (T. 4.5) ¢ metanon (1. 3.8). Jlo6aBs ce manka 3amyImaika OT
CTBKJICH MIaMyK B OpHaTa 4acT Ha KOPHTOTO OT CMoOJa. MeTaHONbT ce
M3TOYBA OT KOJIOHATa W cMmonata ce mpomuBa cbe 100 ml Boma, kato
MOTOKBT CE CIUpa BeJHAra, IOM TeYHOCTTA JOCTHIHE IOpHATA YacT Ha
KoputoTo oT cMmona. OcTaBsi ce KoJioHaTa jAa ce ypaBHoBecH 3a 10 min
npeau ynorpebda. He ce nomycka kojoHata Ja M3ChXBa.

[TouncrBane Ha nmpobara

ExcrpakrsT (1. 5.2) ce mpexBbpis KOJIMYECTBEHO B rOpHAaTa 4acT Ha
MIOJrOTBEHATa KojloHa OoT amOepnut (1. 5.3.1) u ce emyrompa, Kato ce
u3XBbpis enyarbT. CKOPOCTTa Ha MOTOKA 3a ellyupaHe He TpsOBa Ja
magumasa 20 ml/min. O6noxpHHaTa Kojiba ce um3miakBa ¢ 20 ml
conHa kucenmHa (T. 3.17), KOATO Ce W3MON3BAa M 3a Ja Ce H3MHE
KOJIOHATa ChC cMoJia. EBEHTYalHO OCTAHAIMSAT KHUCEIMHEH Pa3TBOp ce
OTCTpaHsiBa C BB3AYLIEH HOTOK. [IpOMHBHHMTE TEYHOCTH C€ OTCTpa-
HsBar. Jlo6aBar ce 100 ml meranon (1. 3.8) KbM KOIOHaTta W ce
OCTaBsi TPOIECHT HA eNyHpaHe Ja Mpoabkd oT 5 1o 10 min, kato
elyaThT ce chOmupa B 00s0apHHA KONOa ¢ BMectumocT 250 ml. OcraBst
ce OCTaHAIMAT MeTaHon 3a 10 min, 3a ma Bie3e B PaBHOBECHE ChC
cMoJlaTa, W CE MpoJb/KaBa OTMHMBAHETO cbC ckopocT 20 ml/min,
KaTO OTMHTHST Pa3TBOp ce chOMpa B ChIara Koyda ¢ KPbIVIO JBHO.
W3mapsiBa ce METaHONBT BBPXY POTALMOHHUS THHKOCIOCH HM3MAPUTEIN
(r. 4.2), xato Temmeparypara Ha BojaHaTta OaHs He TpsOBa ja
magpumaa 40 °C. OcTaTbKbT C€ TPEXBBPIASI KOIUYECTBEHO B
MmeputenHa konbda or 10 ml, kaTo ce m3mon3Ba moaBmwKHaTa (asza (T.
3.21). HdomuBa ce A0 HOMHHAIHHsA 00eM C mojaBMWKHATa (aza U ce
pa3obpkBa. EnHa anukBoTHa dact ce GuiaTpupa mnpe3 MeMOpaHeH
¢untep (1. 4.7). To3m pastBOp ce 3ama3Ba 3a ONpEICTsIHE C
nomorira Ha HPLC (t. 5.4).
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5.4.
5.4.1.

5.4.2.

5.43.

7.1.1.

Onpedenane ¢ nomowma na HPLC

[TapameTpu

JlaBaT ce crneAHUTE YyKa3aHUS 3a YCIOBMATa Ha IPOBEXKJIAaHE Ha
aHanu3a. MoraT fga ce M3MoJi3BaT M JPYrH MapaMeTpu, MpU yCIOBHE
4e J1aBaT PABHOCTOMHH Pe3yNTATH:

Kosiona 3a teuna xpomarorpadus (t. 4.4.1);
Ionsmwxua daza 3a HPLC (1. 3.21);
Ckopoct Ha u3tnyade: 1,5—2 ml/min
JlbkruHa Ha BBJIHATA 3a OTKpHBaHe: 243 nm
O6em Ha BrpbckBane: 40—100 pl.

IpoBepsiBa ce crabmiHOCTTa Ha Xpomarorpadckara CHCTEMa, KaTo ce
BIPBHCKBA HEKOJKOKPATHO KanuOpamuoHHUSAT pa3tBop (T. 3.6.2),
ceappkam 3,0 pg/ml, ngokaro BHCOYMHATa HAa NHKOBETE (WK
IUIOIINTE) M BPEMETO Ha 3aJbpiKaHe OCTaHAT MOCTOSHHH.

Kanubpauunonuna xkpuBa

Bceeku kanubOpanyoneH pa3top (T. 3.6.2) ce BIPbCKBA HAKOJIKO ITBTH U
ce M3MepBaT BHUCOYMHUTE HA IUKOBETE (IUIOLIMTE) 3a BCSKA KOHICH-
tparus. [locTposiBa ce kanmmOpalioHHA KpWBa, KaTo 3a OpIUHATH Ce
U3II0JI3BAT CPEJAHMTE BUCOUMHHM HA NHUKOBETe (IUIOLIMTE) HA KanubOpa-
LIMOHHUTE PA3TBOPU, a 3a aOCUUCH — CBOTBETHUTE KOHIICHTpALUU
B pg/ml.

I[Ipoben pasTBOp

ExcrpakrsT Ha mpobara (1. 5.3.2) ce BIPBCKBAa HEKOJKOKPATHO, KaTo
ce W3MO0J3Ba ChUMAT 00eM, KOWTO € B3eT 3a KaJMOpalMOHHHTE
pa3TBOpPH, U CE OIpelels CpeAHaTa BHCOYMHA HAa MHMKOBETE (TUIOLIN)
3a NMUKOBETE 3a Xalo(yrHHOHA.

HN3uncasiBane Ha pesyjararure

Konnenrpauusita Ha npoOHus pa3tBop B ug/ml ce ompenens OT
cpeiHaTa BHCOYMHA (ILIONI) HAa IMKOBETE 3a Xalo()yrHHOHA OT
npoOHMsL Pa3TBOp, KaTO Ce CpaBHsBAa C KanuOpalMoHHAaTa Kpusa (T.
5.4.2).

Coaspkanneto w (mg/kg) Ha xanopyruHOH B TpobaTa ce MoiydaBa
chC creaHaTa (Gopmysna:

_cx10
T m

w

KBJIETO:
¢: KOHIIGHTpaIus Ha Xano()yrMHOH B MPOOHHUS pa3TBOp B pg/ml,
m: TErJao0 Ha 4acTTa OT MpoOaTa 3a aHalIW3 B rPaMoOBe.

IMoTBbp:KAaBaHE HA pe3yJITATHTE
Hoeumuunocm

WneHTHYHOCTTA HA aHalIUTa MOXE [a Ce MOTBBPAM Ype3 KOoXpoma-
Torpadus WIM Ype3 H3MOJI3BaHE HA JACTEKTOP € IMOJHA MAaTpHIa, C
MOMOIITa HAa KOWTO C€ CpaBHSABAT CIICKTPHTE Ha CKCTPaKTa Ha
npobara © Ha KanuOpauuoHHus pastBop (T. 3.6.2), chabpiKail
6,0 pg/ml.

Koxpomartorpadus

ExcrparbT Ha mpobara ce oborarsiBa, KaTo KbM HEro ce npubaBu
MOJXOMSNIO KOJIHUYECTBO OT KamuOpamuonHus pastBop (1. 3.6.2.).
KonumuectBoTo 100aBeH xanopyruHOH TpsOBa Ja € CXOAHO C Mpe-
MOJIAraeMOTO KOJIMYECTBO XalO(YrMHOH, HAMEPEH B EKCTpaKkTa Ha
mpobara.



02009R0152 — BG — 04.04.2024 — 009.001 — 102

7.1.2.

7.2.

7.3.

VBenuuaBa ce caMO BHCOYMHATA HA ITHKA Ha XaJO(pYTHHOHA, CIIe]] KaTo
ce B3eME II0J] BHUMaHHE KaKTO J00aBEHOTO KOJIMYECTBO, Taka H
paspexaaHero Ha ekcrpakra. lllupounHara Ha THKa, Ha IOJOBHHATA
OT HeroBara MaKCHMajJHa BHCOYMHA, TpsOBa 1na ObJe B PaMKHTE
Ha £ 10 % OT mppBOHAuUaNHATA MIMPOYMHA.

JleTekTupaHe ¢ TMOJAHAa MaTpula
Pesynratute ce oleHsBaT criopesl CICAHUTE KPUTEPUU:

a) ABIDKMHATA HA BBJIHATA Ha MakcuMaigHa abcopbums Ha mpobarta
TpsiOBa 1a ObJe ChlIaTa KAaro Ta3W HA CIEKTPUTE HA CTaHIapTa,
perucTpupaHa B Hail-BUCOKaTa TOYKA HA XpoMmaTorpamara W Mpu
OTKJIOHEHHE, ONPEIEIICHO OT pa3AeiIuTeIHaTa CIIOCOOHOCT Ha JeTeK-
THpalara cucremMa. 3a JETEKTHPAHETO C JMOJHA MaTpHIA, OTKIO-
HEHHETO OOMKHOBEHO € B paMKUTE Ha + 2 nm.

0) B rpanunute ot 225 10 300 nm perucTpupaHuTe NpPH MAKCHMyMa
Ha IUKa Ha XpoMaTorpamara CIEKTpHU Ha npodara U Ha CTaHIApTUTE
He TpsiOBa Jla ce pa3jiMyaBaT 3a TE3M YaCTU Ha CIIEKTbpa, Ionajau
B auanazona ot 10 no 100 % ornHocutenna abcopbuus. Kpurepusr
€ M3IBbJIHEH TOraBa, KOraTo ca HaJIMLE €HU M ChIIM MaKCUMyMH H
KOrato B HHMTO €JHa PErucTpHpaHa TOUYKA OTKIOHEHHETO MEXIY
JBaTa CIEKTbpa He HaaBumaBa 15 % or abcopOuusra Ha CTaH-
JIAPTHUSL aHAJIUT;

B) B rpanuuuTe oT 225 10 300 nm crexTpuTe Ha BB3XOASIIATA JTHHHUSA,
MaKCHUMyMa M HU3XOJSIIATa JIMHUS Ha MHKA, MOJyYeH OT eKCTpaKTa
Ha npobara, He TpsiOBa 1a ce pasiuyaBaT €IUH OT APYr 3a Te3H
YacTU Ha CHEKThpa, KOMTO momajgar B auamazona ot 10 mo 100 %
oTHOcHUTenHa abcopOuusi. Kputepusr e u3mbJIHEH ToraBa, KOrato ca
HQJIMIE €HM W ChUIM MAaKCUMyMH M KOraTO B HHUTO €IHA PEruc-
TpUpaHa TOYKA OTKJIOHEHHETO MEKAY CICKTPUTE HE HaJBHIIABA
15 % ot abcopOumsiTa Ha CIEKThbpa Ha Hal-BHCOKATa TOYKA.

AKO HSKOH OT KPUTCPUUTE HEC € MU3IBIHCH, HAJIMUHUCTO Ha aHAJIUTa HE
C€ IIOTBBpIK/JaBa.

Iloemopsaemocm

Pasnukata Mexmy pesynTaTUTe OT JBE IapajieiHd ONpeJeisHus,
HpPOBEJEHH BBPXY €IHa M Chblla Ipoda, He TpsAOBa 1a HaJBHILIABA
0,5 mg/kg npu chabpxkanue Ha XxanodyruHon no 3 mg/kg.

Ananumuuen 0obus

3a oborareHarta mnpasHa npoba aHAIUTUYHUST JOOMB TpsiOBa Ja € Haii-
manko 80 %.

Pe3yJ1TaTl/l OT CBbBMECTHO H3CJICIBaHE

Beuie mposeneHo cbhBMecTHO u3chensaue (1), mpu KoeTo Tpu mpobu
0s1Xa MOUIOKEHH Ha aHAIM3 OT OCeM JIabOpaTOpHH.

Pesynrarn
TIpo6a A
l_f}i)l/l anon}sll:g :;::) IIpo6a b (6pamrno) IIpo6a B (menern)
o Cnen aBa Cren nBa
pU TOJy4YaBaHe Ipu nosy4aBane
Mecena Mecera

Cpenna ND 2,80 2,42 2,89 2,45
croitHoct [mg/kg]
Sgr [mg/kg] — 0,45 0,43 0,40 0,42
CVy [%] — 16 18 14 17

(') The Analyst 108 or 1983 T., ctp. 1252—1256
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3.2

3.3.

3.4.

3.5.

TIpo6a A (mpasna)

IIpn momyuaBane [lpoda b (Gpaumo)

IIpo6a B (menern)

Ipw TosyyaBane Coen nga Tip monyuasane Cnen nsa
Mecena Mecena
Rec. [%] 86 74 58 .

ND = He e OTKpHUTO
Sgr = CTaHIApTHO OTKJIOHEHHWE Ha BBH3IPOHM3BOANMOCTTA
CVy = KxoeduuMEHT Ha BapHauus Ha BBH3IPOU3BOAUMOCTTA, %

Rec. = ananutueH mobus %

J. OIPEAEJIAHE HA POBEHU/IVIH

1,3-bis[(4-x10pobensunuden )amuno] eyanuoun xuopoxiopuo.
ChIBp)KaHHETO HAa POOCHUIMH CE OMPEIENsl MOCPEACTBOM

— Mertona 3a ananus, npeaBuieH B crangapt EN 17299 dypaxu:
Meroau 3a B3emaHe Ha mpoOu u aHanu3. CKPUHMHT M ONpEeisHe
Ha pa3pelleHd KOKLUIMOCTATHIM Ha HUBO Jo0OaBka, Ha 1 % u 3 %
KPBCTOCAHO 3aMbPCSABAHE, KAKTO M HA HEPErMCTPUPAHU KOKIIHIM-
OCTATULY U AaHTHOMOTHK Ha HUBO (ypaXKHH KOMIIOHEHTH B KOMOU-
HUpaHU (ypakk 4pe3 BUCOKOE(EKTHBHA TeuHa Xpomarorpadus u
tannemHa maccnekrpomerpus (LC-MS/MS), nnn

— upe3 BUCOKOC(EKTMBHA Te4yHa Xpomartorpadus ¢ obparHa aza
(HPLC), ¢ msnoms3sane na UV neTekTop, CBHIVIACHO ONHCAHOTO B
Touku 1—8 mo-moiny.

ea u odxBaT

Hacrosiumsit  MeTOJ JaBa BB3MOKHOCT 3a ONpeJesisHe Ha KOJH-
4eCTBOTO Ha poOCHHIMH BBB (ypaku. ['paHunara Ha KOJUYECTBEHO
onpenensiue e 5 mg/kg.

HpuHoun

IIpoGata ce ekcTpaxwpa ¢ TIIOMONITa HA IOJKHCEICH METaHOI.
EKCTpakThT ce u3CylaBa, cjel] KOGTO aJIMKBOTHA 4YacT OT HEro ce
Iojy1ara Ha IPEYHCTBaHE B KOJOHA C alyMHHHUEB OKCH[. POOCHHANHBT
ce elyHpa OT KOJOHATa ¢ METaHOJ, KOHIIEHTPHUpPA Ce M CE pa3pexnia 10
kenmaHust o0eM ¢ mojBmkHA (as3a. ChAbpKAHHETO HAa POOCHHUINH ce
onpezeis ¢ MOMOINTa Ha BHCOKOG(EKTHBHA TedHa Xpomartorpadus c
obpatrHa ¢daza (HPLC), xaro ce m3nomssa UV-perekrop.

PearenTn

Meranon

IToakucien MeraHoJ

Iocrasat ce 4,0 ml conna kucenuna (p20 = 1,18 g/ml) B rpagyupana
koji0a ot 500 ml, gombyBa ce ¢ MeTaHou /10 BIHUS o0eM (T. 3.1), u ce
pa30bpkBa. Pa3TBOPBT ce MPUrOTBSI HEMOCPEACTBEHO MPEAH yHoTpeoda.
Anertonutpui, ¢ unctora 3a HPLC

MornekynsipHO cHTO

Tun 3A, gactuuu ¢ memr ot 8 go 12 (wactuum or 1,6—2,5 mm,
KPUCTAJICH allyMUHOCHIMKAT, AuamMeTbp Ha nopute 0,3 mm).

ANyMHHHEB OKCHI ChC CTEIICH Ha KHCEIMHHA aKTUBHOCT | 3a KONOHHA
xpomarorpadus
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3.6.

3.7.

3.8.

3.9.

3.9.1.

3.9.2.

3.93.

B nmogxomsm cbx ce mocraBaT 100 g amyMuHHEB OKCHA U ce TIPHOABAT
2,0 ml Boja. 3amymBa ce M ce paskiama 3a rnpubnusurenano 20 min.
Taka MOJIy4EHHUSIT Pa3TBOP C€ ChXpaHsBa B JA00pe 3amyIlieH ChI.

PasrBop Ha kamueB auxuuaporen ¢ocdar, ¢ = 0,025 mol/l

B rpagyupana konba or 1000 ml ce pasrBapsr 3,40 g kanmues
muxuaporen (ocpar BpB Boma (umcra 3a HPLC), momenBa ce [0
mbIHUS 00eM U ce pa30bpKBa.

PasrBop Ha munatpueB xuaporeH docdar, ¢ = 0,025 mol/l

B rpamyupana komba ot 1 surep ce PastBapsr 3,55 g Ge3BoaeH
nuHATpHEB xuaporeH ¢docdar (wim 4,45 g nuxumpat win 8,95 g mone-
Kaxuapar) BeB Boja (¢ umctora 3a HPLC), mombiBa ce g0 mbiaHHS
obeM 1 ce pa30bpKBa.

IMoasmxua daza HPLC

CMmecBaT ce CleHUTE PeareHTH:

650 ml aueronutpun (t. 3.3),

250 ml Boma (¢ umcrora 3a HPLC),

50 ml pa3tBop Ha KanueB auxuzaporeH Qocdar (1. 3.6),
50 ml pa3rBop Ha auHarpueB xuaporeH Qocdar (1. 3.7).

Pa3rBopsT ce ¢uutpupa npe3 Gpuitbp ¢ pasmep Ha nopure 0,22 um (T.
4.6) n ce obesra3siBa (Hamp. 4pe3 IOJUIaraHe Ha BB3IACHCTBUETO HA
YATPa3BYK B NpOIbKeHHE Ha 10 MUHYTH).

CrannaptHa cyOcTaHIus

Yucr pobernamu: 1,3-bis[(4-x1m0poOeH3MINACH )aMUHO|  TyaHUIWH
XHUAPOXJIOPHUJI.

W3sxomen cranmapteH pa3tBop Ha pobermmma: 300 pg/ml

C tounoct mo 0,1 mg ce ormepBar 30 mg OT CTAHAAPTHOTO BEMIECTBO
pobenumua (1. 3.9). ToBa KONMUYECTBO ce pa3TBaps B MOAKHUCEICH
meranon (T. 3.2) B rpagympana komba ot 100 ml, mombiaBa ce 10
IBJIHUSL 00eM CBhC CHINUSI pa3TBOpHUTEN W ce pa3dbpkBa. Kombara ce
YBHBa C aIyMHHHEBO (OIHO M C€ ChXPAHsABA HAa TBMHO MSCTO.

MeskanHeH craHaapTeH pa3TBop Ha pobenuamu: 12 pg/ml

IpexBbprsar ce 10,0 ml ot usxoauust crangaprer pasrsop (1. 3.9.1) B
rpagyupana komba or 250 ml, monmuBa ce ¢ moaBmwkHaTa ¢asza (T. 3.8)
0 mhiaHU obem u ce pa30obpkBa. Kombata ce yBHBa ¢ alyMHHHEBO
oo u ce chXpaHsBa Ha TBMHO MSICTO.

Kanubpaunonsu pazreopu

B meputennu kondu ot 50 ml ce mocrassat cworBetrHo 5,0, 10,0, 15,0,
20,0 u 25,0 ml ot MexxauHHMS cTaHmapTeH pa3top (T. 3.9.2). Konbure
ce JombJIBaT [0 MbJIHUA 00eM ¢ moaBmkHata (asza (T. 3.8) U cbabp-
KaHHETO MM ce pa30bpkBa. PazrBopuTte OTroBapsT ChOTBETHO Ha 1,2;
2,4; 3,6, 48 u 6,0 pg/ml pobenumun. PaszrBopute TpsOBa a ce
HPHUTOTBAT HEMOCPEACTBEHO Ipely yrnorpeda.

Bopa, ¢ uncrora 3a HPLC

Amnaparypa

CThKIIEHAa KOJIOHA HanpaBeHa € 0T TBMHO KCXIII/I6ap€HO CTBKIIO,
CHaﬁ[[eHO CBhC 3allOPEH KpaH.

HampaBeHa OT Hempo3payHO CTBKIO M CHa0JIeHa CBC CIHPATEIHO
KpaHde, ¢ pe3epBoap ¢ obem mpubmmsutenHo 150 ml, BwTpemieH
muametsp oT 10 mo 15 mm u gpmwkuHa 250 mm.
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4.2.

4.3.

4.4.

44.1.

4.5.

4.6.

4.7.

5.1
5.1.1.

5.2

5.3.
5.3.1

MexaHu4eH WM MarHUTeH MUKCEP

PoranimoHeH THHKOCIOCH H3MapUTETT

Amnapar 3a HPLC ¢ UV-gerekrop ¢ HacTpoiika Ha Jb/DKMHAaTa Ha
BBJHATA MM C JUOJHA MaTpula, KosATo padoru B obxsata 250—400
nm.

Komnona 3a teuna xpomarorpadgus: 300 mm x 4 mm, C;g, IBIHEX OT
10 um wnm exBUBaJIEHTHA

OdunrpoBa xaptus c¢be cThkieHn Humkd (Whatman GF/A unn exBu-
BAJICHT)

MewmoOpanen ¢unrsp, 0,22 um.

Mewmbpanen ¢unrsp, 0,45 um.

[poueaypa

Babeneacka:
PoGeHuIMHBT € YyBCTBUTEIEH KbM CBET/IHHA. TpsiOBa Jia ce M3IMOJ3BaT
HeIpo3pavHy JIaAOOPATOPHHU ChHIOBE IMPH BCHYKH OIEpalrH.

Obwu nonodxcenus

Heobxoaumo e na ce ananmmsupa ¢ypax 0e3 100aBKM C Len jaa ce
NPOBEPH HAIMYMETO HAa POOEHMAMH WM BIIECTBA, KOUTO IpevaT Ha
aHaIM3a.

HeobOxoaumo e ga ce mpoBeie TECT 3a aHAIMTHYEH JOOHMB, KaTo ce
a”anu3upa npoba or ¢ypax 0Oe3 pobenumun (1. 5.1.1.), oOorareHa
ype3 J100aBsiHE Ha H3BECTHO KOJIMYECTBO POOCHHIMH, CXOIHO C TOBA
B npobata. 3a na ce nocrurHe oboratsBane 1o paBHumie 60 mg/kg, B
KoHM4Ha kosba ot 250 ml ce mpexsbpiar 3,0 ml oT U3XoAHMS CTaH-
nmapteH pastBop (1. 3.9.1). Pa3tBopbT ce m3mapsiBa 1o npubm. 0,5 ml
nox npurok Ha aszor. IlpuGassar ce 15 g or dypaxa 6e3 nobaBku,
pazobpkBa ce n00pe u ce m3uakBa 10 min, mpeau na ce NPOABIKH C
erama Ha ekcrpakuus (T. 5.2).

Rabenesxcka:

3a nenurte Ha TO3W MeTO] QypakbT Oe3 M00aBKM TpsiOBa 1a € 1moao0eH
[0 BUJ HA TO3U OT THpobara M MpH aHAIW3 Ja He ce OTKpuBa pobde-
HUJIHH.

Excmpaxyus

Otmepsat ce ¢ TouHocT po0 0,01 g mpubmmsurenno 15 g oT mpurot-
BeHarta npoba. IIpexBbpaar ce B koHmuHa kosda or 250 ml u ce
no6asar 100,0 ml nmopxucenen meranon (T. 3.2), chIBT ce 3aIymiBa
noOpe ¥ ce paskiama B Mpoab/bkeHne Ha | h B ximarauna mammHa (T.
4.2). PastBopbpT ce ¢uirpupa mnpe3 (uUITpPOBA XapTUsl OT CTBKIEHHU
Humky (1. 4.5) ¥ uenuar Quiarpar ce chbOMpa B KOHMYHA KOJ06a OT
150 ml. TIpubassr ce 7,5 g or MonexkymsipHo cuto (T. 3.4), CBIBT ce
3amymniBa 100pe u ce pa3buBa B mpoabiukeHne Ha 5 min. HeszabaBHo ce
mpernex/a mnpe3 (GpuiITpoBa XapTus ChC CTHKICHH HUIIKU. Pa3TBOpHT ce
3armas3Ba 3a erama Ha npeductBaHe (T. 5.3).

Ipeuucmesane
[TonroToBKa Ha KOJIOHATAa C aJYMHUHHUEB OKCHJ

Jonauat kpaii Ha cThkieHata konoHa (T. 4.1) ce 3amymBac Tama OT
CTBKJICH NaMyK, KOSTO CE BKapBa C MOMOIITAa HAa CTHKJICHA IPbHYKa.
OtmepBar ce 11 g or mpuroTBeHms amymuHHEeB okcup (T. 3.5) u ce
HPEeXBBPIAT B KosoHaTa. [lo Bpeme Ha Ta3u MaHUITyJIalMs H3JIAraHeTo
Ha BB3JCHCTBHETO Ha OOKPBIKABALIMS BB3AYX C€ CBEX/IA 10 MHHHMYM.
Hambinenata koJioHa ce MOYyKBa JIEKO B JOJHHUS Kpaii, 3a Ja yJerne
ATYMHHHEBHAT OKCHIL.
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5.4.
5.4.1.

5.4.2.

5.4.3.

I[IpeuncrBane Ha npobara

C nunera ce MPeXBBPIST B KojioHaTta 5 ml OT ekcrpakrta Ha mpodata,
MPUTOTBEH ChIIacHO Touka 5.2. KpasT Ha mumerara ce mocTaBsi OIH30
JI0 CTeHATa Ha KOJIOHATAa M Ce OCTaBs pa3TBOPBT jAa ce abcopOupa oT
TYMHHHMEBHSI OKcHJ. POOCHMAMHBT OT KOJOHATa Ce ellyupa, Karo ce
m3nomear 100 ml meranon (t. 3.1) mpM CKOPOCT Ha M3THYAHE 2—
3 ml/min, a exyarbrT ce cpOupa B 00JOIBHHA KOJIOA C BMECTHMOCT
250 ml. MeraHOMOBUAT pa3TBOp C€ IMojylara Ha H3MapsiBaHe [0
U3ChbXBaHe IIpM HaMajJeHo Hasirane mnpu Temieparypa 40 °C ¢
MOMOLITa HAa POTALMOHEH TBbHKOCJIOEH u3napuren (T. 4.3). OcTaTbKbT
ce pastBapsi oTHOBO B 3—4 ml or moxsmwkHata daza (t. 3.8) u ce
NPEeXBBPIIST KOJMYECTBEHO B Tpajgyupana konba ot 10 ml. Konbara ce
M3IUIaKBa Ha HAKOJKO IBTH C nopuuu oT 1—2 ml ot nmojsmwkHara daza
U M3IUIAKHATUTE KOJMYECTBA CE HPEXBBPIAT B IpagyHpaHara Kouida.
JlonbiBa ce 70 MBJIHMS 00EM ChC ChHIIUS Pa3TBOPHUTEN U ce pa30bpKBa.
Enna anukBoTHA yact ce ¢unTpupa npe3 memOpaneH ¢uirsp ot 0,45
um (1. 4.7). To3u pa3rBop ce 3ama3Ba 3a ONpeEsIHE C IOMOIUTA Ha
HPLC (r. 5.4).

Onpeoensane ¢ nomowma Ha HPLC

ITapameTpn

JlaBaT ce cleiHMTE YKazaHMs 3a YCJIOBHSITA HAa MPOBEXKIAHE HaA
aHanu3a. Morar ja ce W3NOI3BaT M JPYTH IapaMeTpu, IPH YCIOBUE
4ye J1aBaT PaBHOCTOMHHU pe3yJTaTH:

Kosona 3a teuna xpomatorpadus (1. 4.4.1),

noasmwkHa (aza 3a HPLC (1. 3.8),

Ckopoct Ha ustnyane: 1,5 mo 2 ml/min,

JIbmkruHa Ha BBIHATA, HA KOSATO € HACTPOEH AeTeKTOphT: 317 nm,

O6eMm Ha BrpbckBane: 20—50 pl.

IpoBepsiBa ce crabmiHOCTTa Ha Xpomarorpagckara CHCTEMa, KaTo ce
BIPBCKBA HEKOJIKOKPAaTHO KaluOpanuoHHUsT pasztBop (1. 3.9.3),
cpabpkan] 3,6 pg/ml, nokaTo BHCOYMHATa Ha NHMKOBeTe (WM
IUTOLIUTE) ¥ BPEMETO Ha 3aIbpKaHEe OCTaHAT MOCTOSHHH.

Kanubpauunonuna xkpuBa

Bceeku ot xanuOparnuonnure pasrBopH (T. 3.9.3), ce BIPBCKBa HSIKOJIKO
IBTH ¥ CE M3MEPBAT BUCOYMHMTE (IUIOLIMTE) 3a BCSKA KOHIIEHTPALMS.
IToctposiBa ce kannOpalMOHHA KPUBA, KATO 3a OPJIMHATH CE M3IO0JI3BAT
CPEZIHUTE BHCOYMHH Ha ITMKOBETE WJIM IUIOMINTE Ha KaJMOpalMOHHHTE
pa3TBOpH, a 3a aOCIHUCH — CHOTBETHUTE KOHIIEHTpaLUH B pg/ml.

IIpoGen pa3TBOD

PasrBopbT Ha mpobara (1. 5.3.2) ce BHPBCKBA HIKOJIKO I'BTH, KaTo ce
U3I0J13Ba CHIIMAT 00eM, KOWTO € B3eT 3a KalHOpalMOHHUTE Pa3TBOPH,
U Ce OIpezelisi cpelHaTa BHCOYMHA HA NMKOBeTe (IUIOLI) 33 MHKOBETE
Ha poOeHuNHa.

HN34uucisiBaHe Ha pesyjararure

Konuenrpanusta Ha npoOHMs pa3tBop B pg/ml ce ompexpens oOT
cpepHara BHco4yMHA (IUIOLI) HA TMHKOBETE 3a POOCHHIMHA, KATO Ce
cpaBHsIBa ¢ KanuOpaumoHHara kpusa (T. 5.4.2).

Coabpxannero w (mg/kg) Ha poOeHHMANMH B mpobara ce mpecMsTa Mo
cienHara Qopmya:
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7.2.

¢ x 200
W=—-

KBJIETO:
C = KOHIICHTpalusi Ha pOOCHHINH B MpPOOHHUS pa3TBOp B pg/ml,
m = TErJI0 Ha 9acTra OT mpobara 3a aHalW3 B TPAMOBE.

TloTBbp:KIaBaHe HA pe3yaTaTuTe
Hoenmuunocm

WneHTHYHOCTTa Ha aHANINTa MOXE [a Ce MOTBBPAM 9Ype3 KOXpoma-
Torpadus WIM Ype3 H3MON3BaHE HA JACTEKTOP C IMOJHA MAaTpHIa, C
MOMOIITa Ha KOWTO C€ CpaBHABAT CIIEKTPHTE Ha EKCTpakTa Ha
npobara u Ha KanuOparmonHus pa3rop (T. 3.9.3), ceappxkant 6 pg/ml.

Koxpomartorpadus

Excrparbr Ha mpobata ce oboraTsiBa, Karo KbM HEro ce mnpubaBu
MOJIXOSIIO KOJUYIECTBO OT KanuOparmonuust pas3tsop (1. 3.9.3). Komu-
4YeCcTBOTO /100aBeH POOCHHUIMH TPsOBa @ € CXOJHO C MPEAINOIaraeMoTo
KOJIMYeCTBO POOCHUINMH, HAMEPEH B EKCTpakTa Ha mpobara.

VBenuuaBa ce caMO BUCOUMHATA HA MMMKA HA POOCHUJMHA, CJIeJl KaTo ce
B3€Me€ I10]] BHUMAaHUE KaKTO JOOAaBEHOTO KOJIMYECTBO, TAKA M CTENEHTA
Ha pa3pexaHe Ha ekcrpakra. lllupounHaTa Ha NMKa Ha MOJIOBUHATA OT
HeroBaTa MaKCHMallHa BHCOYMHA TpsOBa Ja ObIe B PaMKHTE Ha OKOJIO
10 % oT mbpBOHauagHAaTa LMIMPOYMHA.

JleTekTupaHe ¢ TMOJAHAa MaTpulla

Pesynratute ce oleHsABAT cropes CICAHUTE KPUTEPUU:

a) JABIDKMHATA HA BBIIHATA HAa MakcuMmaiaHa abcopOumsi Ha mpobara
TpsiOBa ga ObJe ChlIaTa KAaTro Ta3W HA CIEKTPUTE HAa CTaHIapTa,
perucTpupaHa B Hail-BUCOKaTa TOYKA HA XpoMaTorpamara W Ipu
OTKJIOHEHHE, ONPEIEIICHO OT Pa3eiIuTeIHaTa CIOCOOHOCT Ha JETEK-
Thpamara cucrema. [Ipu JeTrekTupaHe ¢ JAMOJAHA MATpHI@, OTKIO-
HEHHETO OOMKHOBEHO € B paMKHTE Ha 2 nm;

6) B rpanunute or 250 10 400 nm perucTpupaHuTe NpPH MAKCHMyMa
Ha IUKa Ha XpoMaTorpamara CIEKTpHU Ha npodara U Ha CTaHIapTUTE
He TpsiOBa Jla ce pa3jiMyaBaT 3a TE3M YaCTU Ha CIIEKTbpa, IonaJamu
B auanazona ot 10 no 100 % orHocutenna abcopbuus. Kpurepusr
€ M3IIBbJIHEH TOraBa, KOraTo ca HaJIMLE €HU U ChIIM MaKCUMyMH H
KOraTo B HHMTO €JHa PErucTpHpaHa TOYKAa OTKIOHEHHETO MEXIY
JBaTa CIEKThbpa He HajgBumiaBa 15 % ot abcopOuusita Ha craH-
JIAPTHUSL aHAIINT;

B

~

B rpanunure oT 250 1o 400 nm cnekTpuTe Ha BB3XOAAIIATA JIUHUS,
MaKcnmyma W HU3XOoJsdllaTa JUHHA Ha IIHUKa, nonyqu oT eKCTpaKTa
Ha mpobara, He TpsiOBa [a ce pasnuyaBaT €IUH OT APYr 3a Te3H
yacTU Ha CHEKThpa, KOMTO nomajgar B auamazona ot 10 mo 100 %
oTHOcHTeNHa abcopOuusi. Kputepusar e M3IbJIHEH ToraBa, KOrato ca
HQJIMIE €HM W ChUIM MAaKCUMyMH M KOraTO B HHUTO €IHA PEruc-
TpUpaHa TOYKA OTKJIOHEHHETO MEKAY CICKTPUTE HE HaJBHIIABA
15 % ot abcopbuusita Ha CHEKTbpa HAa Hai-BHCOKAaTa TOYKA.

AKO HSIKOH OT KPUTECPUUTE HE € U3MNBJIHCH, HATWYUCTO Ha aHaJIUTa HE
CC€ MOTBBPKAABA.

Tlosmopsiemocm

Pasnukata MeXmy pe3ynTaTHTe OT [BE TapaielHH ONpPEICIsTHIS,
NPOBEICHH BBPXY €IHA W Chlla mpoba, He TpsOBa [a HaABHINABA
10 % OT mMO-BHCOKHSI pe3yjiTaT NpH ChIbPXKAHHE Ha POOCHUIMH IO-
Bucoko ot 15 mg/kg.
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7.3.

Ananumuuen 0obue

aHAJMTUYHMUAT J00MB 3a oborateHa mpoba oT Qypax 0e3 n06aBku
TpsiOBa na e Haii-manko 85 %.

Pe3yJ’[TaTl/l OT CBbBMECTHO H3CJI€IBaHE

beme opranuzupaHo ChbBMECTHO usciensaHe Ha paHuiie EC, npu
KOETO ueTupu npobdu oT ¢ypak 3a JOMALIHM NTHLUM M 3aiLU 101
¢dopmara Ha OpamHo WM neneru Osxa aHanusupanu B 12 nabopa-
Topuu. 3a BesKa Npoba ca NpOBEJEHM IO JBa aHanusa. Pesynrarure
ca IpeJCTaBeHH B CleaHara Tabiauua:

Jlomaninn nTunum aiinm

Bpamno [enern Bpamno [enern
Cpenna 27,00 27,99 43,6 40,1
croiiHoct [mg/kg]
s, [mg/kg] 1,46 1,26 1,44 1,66
CV, [%] 54 45 33 4,1
Sgr [mg/kg] 4,36 3,36 4,61 3,91
CVy [%] 16,1 12,0 10,6 9,7
AHanuTHyeH  g00MB 90,0 93,3 87,2 80,2
[%]
Sy = CTAQHAAPTHO OTKJIOHCHHE Ha MOBTOPSIEMOCTTA
CV, = xoe(uuueHT Ha BapHalUs Ha MOBTOPSAEMOCTTA, %
Sk = CTaHAapTHO OTKJIOHEHHE Ha BH3IPOU3BOAUMOCTTA
CVr = Koe(uUHEHT Ha BapHals Ha BB3IPOU3BOJUMOCTTA, Yo

E. OIIPEJAEJIIHE HA JIMKJIA3YPUJI

(+)-4-xn0pghenun [2,6-0uxnopo-4-(2,3,4,5-mempaxudpo-3,5-ouokco-
1,2,4-mpua3zun-2-un)enun ]-ayemornumpun.

C’LI[’Lp)KaHI/IeTO Ha JUKIIasypuil ¢€ omnpeaciss nmocpeaCTBOM:

— Merona 3a ananu3s, npeasuaeH B ctangapT EN 17299 dypaxu:
Meroau 3a B3eMaHe Ha mpoOu u aHanu3. CKPUHMHT M ONpeessHe
Ha pa3pelleHd KOKLUIMOCTATHIM HA HUBO Jo0OaBka, Ha 1 % u 3 %
KPBCTOCAHO 3aMbPCABAHE, KAKTO M HA HEPErMCTPUPAHU KOKIIHIM-
OCTATHIM M aHTUOMOTUK HAa HUBO (ypa’kHM KOMIIOHEHTH B KOMOH-
HUpaHU (ypaku 4pe3 BUCOKOS(EKTHBHA TeuHa Xpomarorpadus u
tannemHa maccnekrpomerpus (LC-MS/MS) unn

— Upe3 TpurpaaueHTHa BHCOKOC(EKTHBHA TedHa XpomaTtorpadust ¢
obparna ¢aza (HPLC), ¢ usnonssane Ha UV nerekTop, ChIIacHO
OIHCAHOTO B TOYKH 1—9 mo-moiy.

Lex u odxBart

MetonbT 1aBa  BB3MOXKHOCT 3a ONpPEACNSHE Ha KOJIHMYECTBOTO
JMKITa3ypusl B KoMOuHuMpanun ¢ypaxu u B npemukcu ('). T'panuiara
Ha orkpuBaHe ¢ 0,1 mg/kg, a rpaHuIaTa Ha KOJMYECTBEHO OIMpPEICISHE
e 0,5 mg/kg. Bp3MOKHO ¢ 1a ObJaT NOCTUTHATH TO-HUCKH TPAHUIIN Ha
KOJIMYECTBEHO OIpeessHe, HO Te TpsOBa na ObAAT BaJMIAMPAHU OT
oTpeOuTeNs.

Tpunuun

Cren npubaBsHe Ha BBTPELICH CTaHAApT, IpodaTra ce eKCTpaxupa c
NOJIKUCIIEH MeraHoid. llpu Qypaxure, eaHa aAIMKBOTHA 4YacT OT
eKCTpaKTa Ce MPEYHCcTBA B TATPOH 3a CKCTpakiusA Ha TBbpaa (asa
C18. Jlukna3ypuiabsT ce elydpa OT NaTpPOHA ChC CMEC OT IOAKHUCICH

(') MeToxbT € MPUIIOKUM U 3a ONpPE/EISIHE Ha JUKIA3ypuil BbB (ypakKHH CYpOBHHH.
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3.1
3.2.
3.3.
3.4.
3.5.
3.6.
3.7.
3.8.

3.8.1.

3.8.2.

3.9.

3.9.1.

3.9.2.

3.93.

MeraHon W Boxga. Crex wW3mapeHWe, OCTaTBKBT CE€  pas3TBaps
B DMF/Boza. Ilpu mpeMuKkcuTe eKCTPAaKThT C€ U3MapsiBa M OCTaThKBT
ce pasreaps B DMF/Boga. ChabpiKaHUETO HA AUKIA3ypHI C€ OLpeness
uype3 BHCOKOe(peKTHBHA TpUrpaaneHTHa TeuHa xpomarorpadus (HPLC)
¢ obparna ¢asa, ¢ momomra Ha UV nerekrop.

PearenTn

Bona ¢ uncrora 3a HPLC

AMOHHEB areraTr

Terpabyrtunamonues xuaporen cyndar (TBHS)
Aneronutpui, ¢ uncrora 3a HPLC

Mertanoun, ¢ uncrora 3a HPLC
N,N-mumermnpopmamun (DMF)

ConHa KucenuHa, pyo = 1,19 g/ml

EtanonHo BemecTBo: aukiazypui: (+)-4-xmopdenun [2,6-auxiaopo-4-
(2,3,4,5-terpaxuapo—3,5-auokco-1,2,4-tpuasun-2-ui)heHnn |-anero-
HUTPWI C TapaHTHpaHa YUCTOTA

W3zxonen crangapren pastBop Ha aukiasypui, 500 pg/ml

Iperernar ce 25 mg cranpapTHO BemecTBO Jukiazypui (1. 3.8) ¢
tounoct 1o 0,1 mg B rpagyupana koiba or 50 ml. ToBa konuuecTBO
ce pastBapsi B DMF (1. 3.6), pa3TBopbT ce JOIBIBaA J0 MBIHUS 00eM ¢
DMF (3.6) u ce pa30bpkBa. Konbata ce o0BUBa ¢ alyMHHHEBO (HOJIHO
WM ce U3I0JI3Ba K0jI0a OT ThMHO CTBKIIO U CE IIOCTaBs 33 ChbXPAHCHHE
B xuaguinuk. [Ipu temneparypa < 4 °C, pa3TBOpBT € cTabuWieH B
npoxbikenue Ha 1 mecer (V).

Cranyapren pa3rBop Ha aukinasypui, 50 pg/ml

Ipexsopisat ce 5,00 ml or u3xoxuus cranaapren paszrsop (. 3.8.1) B
rpaayupana konba ot 50 ml, nomsnBa ce no meaHus odem ¢ DMF (r.
3.6) u ce pazobpksa. Konbara ce o0BuBa ¢ aimyMuHHEBO (HOJIMO WIH Ce
M3I0/3Ba KOJI0A OT TBMHO CTBKJIO M CE IOCTaBs 3a CHhXPAaHCHHE B
xnaguinHuk. [lpu Temneparypa < 4 °C pa3TBOPBT € CTaOWICH B
npojbKeHne Ha | mecell.

BemecTBo, n3mon3BaHo KaTo BBTPELIEH CTaHAApT: 2,6 AUXJIOPO-0-(4-
xnopodenun )-4-(4,5 muxunpo—3,5-auokco-1,2,4-tpuasun-2 (3H) —un)
0-METHJIOCH3CH -alleTOHUTPUI (METHII JJUKJIA3ypuil)

Borpenien u3XxoJeH craHaapTeH pa3TBOp Ha aukiaasypui, 500 pg/ml

IIperernsaT ce 25 mg OT BEIIECTBOTO, H3MOJI3BAHO KaTO BBTPEIIEH
craagapt (1. 3.9), ¢ Tounoct mo 0,1 mg B rpagympana komba ot 50
ml. ToBa kommdecTBo ce pasrBaps B DMF (1. 3.6), pa3tBopbhT ce
nombiBa 10 mbiaHus odem ¢ DMF (3.6) u ce pasowspksa. Kosbara ce
0o0BMBa € alyMHHHEBO (OMMO WM ce HW3Moi3Ba Kojba OT TBHMHO
CTBKJIO M C€ IOCTaBsl 3a ChbXpaHEHHe B XJIAMWIHUK. [Ipu Temmeparypa
< 4 °C pa3tBopbT € crabuieH B HpOAbIDKeHHE Ha | Mecell.

PastBop Ha BbTpemeH crangapr, 50 pg/ml

IpexBbpisat ce 5,00 ml oT BBTpEIHUS HU3XO/CH CTaHIAAPTEH Pa3TBOP
(1. 3.9.1) B rpagyupana kon6a ot 50 ml, gombiiBa ce A0 TBIHUS 00eM ¢
DMF (t. 3.6) u ce pa3dbpkBa. Konbara ce o0OBHBa C alyMHHHEBO
¢donmmo miam ce M3Mon3Ba Kojaba OT TBMHO CTBKJIO M CE TOCTaBs 3a
chxpaHeHne B XxiagunHuk. [Ipm Temmeparypa < 4 °C pa3TBOpBHT €
cTabwieH B NMPOJBIDKEHHE Ha 1 Mecell.

PasztBop Ha BBTpemiHms craHmapt 3a mnpemukcu, p/l 000 mg/ml (p =
HOMHHAIIHO ChABpPXKaHHE Ha IUKIa3ypun B mg/kg B mpemmukca)

OrmepBatr ce ¢ Tounoct mo 0,1 mg p/l0 mg oOT BemecTBoTO,
M3M0JI3BaHO KaTO BBTPEIICH CTaHIAPT, B rpaayupaHa kojiba ot 100
ml, pastBapstr ce B DMF (r. 3.6) B ynrpa3sBykoBa Bana (T. 4.7),
nombiBa ce 70 mbiaHHA obeM ¢ DMF u ce pazowpksa. Komnbara ce
0o0BHBAa C alyMHHHEBO (DOTHO WM CE HW3M0N3Ba KOIOa OT THMHO
CTBKJIO M CE IOCTaBsl 3a ChbXpaHEHHE B XJNaJWiIHUK. [Ipu Temmeparypa
< 4 °C pa3TBOpbT € cTabMieH B MPOAbIDKeHHE Ha | Mecell.

(') Bb3MOXeH € M MO-NPOIABIKHTENCH MEPUOJ Ha CTabWIHOCT (10 | rojmHa), HO TOBA

TpsiOBa aa ObJe MOTBBPACHO OT KOHKPETHATa J1a00paTopHs.
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3.10.1.

3.10.2.

3.10.3.

3.10.4.

3.10.5.

3.13.1.

3.13.2.

3.13.3.

Kanubpanuonunu pasztBopu
Kanmubpaunonen pasreop 1 pg/ml.

OtrmepBar ce c¢ mumera 1,00 ml or craHgapTHus pa3TBOp Ha
muknaszypun (1. 3.8.2) u 2 ml oT BBTpEIIHUsT CTAHAAPTEH Pa3TBOp (T.
3.9.2) B rpagyupana komnbda ot 50 ml. [Ipu6asst ce 17 ml DMF (1. 3.6),
nombiaBa ce 10 mbiaHMA obem ¢ Boma (1. 3.1) m ce pa30Obpkea.
PazrBopsT TpsiOBa ma ObAe MNPUTOTBEH HEMOCPEACTBEHO IPEIH
yrnoTpeba.

Kanubpamonen pastsop 2 pg/ml.

OrmepBar ce c¢ mnumera 2,00 ml oT craHgapTHUs pas3TBOp Ha
Jukiaazypui (t. 3.8.2) 1 2 ml or BbTpemIHUsT CTaHIAPTEH Pa3TBOp (T.
3.9.2) B rpagyupana kon6a or 50 ml. IIpubassar ce 16 ml DMF (1. 3.6),
JombIBa ce 10 mbJaHMA obeM c Boma (1. 3.1) m ce pa30ObpkBa.
PastBoppT TpsibBa 1@ ObJe NPUTOTBEH HEMOCPEACTBEHO IPEiU
ynorpeoa.

Kamubpamuonen pastsop 3 pg/ml.

OtmepBar ce ¢ mnunera 3,00 ml or craHmapTHUs pasTBOp Ha
muknazyput (1. 3.8.2) u 2 ml oT BBTpEIIHUsT CTAHAAPTEH pa3TBOp (T.
3.9.2) B rpagyupana konb6a ot 50 ml. [Ipu6asst ce 15 ml DMF (1. 3.6),
JombIBa ce 10 mbiaHMA obeMm c Boma (1. 3.1) m ce pa30ObpkBa.
PasztBopbT TpsiOBa 1a ObJe NPUTOTBEH HEMOCPEACTBEHO IPEAN
yroTpeba.

Kanubparmonen pastsop 4 pg/ml.

OrmepBar ce c¢ numera 4,00 ml or craHgapTHHS pa3TBOp Ha
nmuknasypui (1. 3.8.2) u 2 ml oT BBTpeIIHUs CTaHAApPTEH pa3TBOp (T.
3.9.2) B rpagyupana konbda ot 50 ml. [Ipu6asst ce 14 ml DMF (1. 3.6),
ombaBa ce 10 mbiaHHs obem ¢ Boma (1. 3.1) m ce pa30Obpkea.
PazrBopsT TpsiOBa ma ObAe NPUTOTBEH HEMOCPEACTBEHO IPEIH
ynorpeba.

KannbpamyoneH pastBop 5 pg/ml.

OrmepBar ce c¢ mumera 5,00 ml or craHmapTHUSL pas3TBOp Ha
qukiasypui (1. 3.8.2) u 2 ml oT BBTpEIHUsS CTaHAAPTEH pa3TBOp (T.
3.9.2) B rpaxyupana kon6a ot 50 ml. IIpubassar ce 13 ml DMF (1. 3.6),
JombiIBa ce 10 mbiaHHA obeM c Boma (1. 3.1) m ce pa30ObpkBa.
Pa3rBopbT TpsiGBa Ja ObJe NPUIOTBEH HENOCPEICTBEHO IPe]H
ynorpeoa.

3abenexcka: xanudpanuonuure pasrsopu (1. 3.10.1, . 3.10.2, 1. 3.10.3,
1. 3.104 wm T. 3.10.5) oOXBam@ar KOHIEHTpAIMd Ha
JMKIa3ypus BbB (Qypaxka B auanazona ot 0,5 g0
2,5 mg/kg npu M3M0N3BaHE HA HACTOSIIHS IPOTOKOI.

Tlarpon 3a excrpakuus Ha TBbpaa ¢aza C;g, Hamp. Mega Bond Elut,

pasmep: 20 cc, Termo Ha copbenta: 5000 mg (mpenBapuTenHa

MO/ITOTOBKA B CHOTBETCTBHE C HACOKUTE HA JIOCTABYMKA).

ExCTpakIlMOHEeH pa3TBOPUTEN: MOAKHUCIEH METaHOII.

Otmepsat ce ¢ nunera 5,0 ml conna kucenuna (1. 3.7) U ce cMecBaT ¢
1 000 ml meranon (. 3.5) u ce cmecBar.

IMoxsuxua daza 3a HPLC

Enyupamr areHT A: pa3TBOp Ha aMOHHEB auerar — TerpadyTuiia-
MOHHEB XHUJIPOreH cyndar.

PazrBapsr ce 5 g amonmeB auerar (1. 3.2) u 3,4 g TBHS (1. 3.3) B
1 000 ml Boma (1. 3.1) u ce pa30bpkaa.

Enyupam arent b: ameronutpun (t. 3.4).

Enyupam arent B: meranon (1. 3.5).
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4.2.

4.2.1.

4.2.2.

4.3.

4.4.

4.5.

4.6.

4.7.

5.1.
5.1.1.

5.2.
5.2.1.

Anaparypa

MexaHuyHa KiaTauyHa MalluHa
Ob6opyasane 3a tpurpagueHtHa HPLC:

Konona 3a teuna xpomarorpadus, Hypersil ODS, mbnnex or 3 pm,
100 mm x4,6 mm, WM €KBUBAJCHTHA.

UV nerektop ¢ HacTpoiika Ha AbJDKMHATA HA BBJIHATA WM JETEKTOP C
JIMOJIHA MaTpuIa.

Poranyonen THHKOCIOEH H3MapUTEN

MewmbpaneH ¢untbp (Hamp. XUMUYECKH yCTOWYMB HailoH), 0,45 um.
CrnpHHIIOBKA 3a €IHOKpaTHa ynorpebda, 5 ml

BakyymeH kosekTop.

Yarpa3BykoBa BaHa

[poueaypa
Obwu nonooicenus
Dypax 6e3 nob6aBku

Anamsupa ce Qypax 0e3 100aBKHU, 3a J1a ce MPOBEPH Jald HE TOW He
€ 3aMBpPCeH C IMKIAa3ypua WIM Apyrd BemiectBa. QDypaxsT 6e3
noGaBky TpsiOBa 1@ € aHAJOTHYEeH MO BHI HA TO3M OT Mpodara M MpH
aHaIM3a Ja He Ce OTKPUE JUKIA3YPHI MM APYTH HEXKEIAHW BEIICCTBA.

TecT 3a aHAaIUTHYCH H06I/IB

IIpoBexza ce TeCT 3a aHAIUTHYCH J00WB, KAaTO ce aHAIM3Mpa Mpoda OT
¢dbypax ©0e3 n00aBkM, oboraTeHa upe3 mnpuOaBsHe Ha OJIU3KO [0
HAIMYHOTO B mMpobara 3a M3CJIeBaHE KOJIMYECTBO AMKIA3YpHI. 3a 1a
ce oboratu Qypaxsr mo pasuume 1 mg/kg, ce mobassr 0,1 ml or
ocHOBHHs craniapreH pasrop (1. 3.8.1) kbM 50 g or dypaxa 6e3
no6aBKkH, cMecBa ce U ce m3yakBa 10 min, Kato ce pamecBa HSKOJIKO
IBTH, TIPEAN Ja Ce NMpEeMUHE KbM cieaBauus etan (T. 5.2).

Karo anrepnaruBa, ako He € Haimu4yeH (ypax, nogo0eH Ha TO3M, OT
KoiiTo e B3era mpobara (Bk. T. 5.1.1), TecTpT 3a aHANIWUTHYEH IOOUB
MOXKE Ja Ce M3BBPLIM Ype3 CTaHAApPTHsS METOI Ha nobaBsiHe. B To3m
ciy4ail mpobara, KOSTO IIe ce aHalIM3upa, ce 00orarsiBa ¢ KOJIUYECTBO
JUKIIa3ypuit, OJIM3KO /10 Beue ChABPIKAIIOTO ce B npobara. Tasu mpoda
ce aHanmM3Wpa 3acIHO ¢ HeoborarteHaTa mpoba, KaTo CTOMHOCTTA Ha
QHAJMTHYCH HOOUB CE TMPECMsTa 4Ype3 H3BaXKAAHE.

Excmpakyus
KomO6unupan dpypax

[Iperernar ce Tounoct o 0,01 g oxomo 50 g or mpobara. Ilperer-
JIGHOTO KOJIMYECTBO C€ MPEeXBBbPNSI B KOHMYHA kosnba or 500 ml,
npubass ce 1,00 ml or pasrBopa Ha BbTpemHus cranpapt (1. 3.9.2),
200 ml excrpakunonen paszrBoputen (1. 3.12) u konbara ce 3amymiBa.
CmMecra ce mocTaBsi B KilaTadyHa MammHa (T. 4.1) u ce octaBs B Hesl J10
crnensamus geH. CMecTa ce 0CTaBs 1a ce yTasBa B HpoabIuKeHHe Ha 10
muHyTH. [IpexBbpisar ce 20 ml anuKBOTHAa 4YacT OT CylepHATaHTa B
MOJXOMSI CThKIICH ChI U ce paspexaa ¢ 20 ml Boga (1. 3.1). To3u
pa3TBOp ce MPEeXBBPIIS B MAaTPOH 3a exctpakmus (T. 3.11) u ce mpexapsa
Ipe3 TOCIEAHUS upe3 IojaBaHe Ha BakyyM (T. 4.6). IlatponsT ce
npomuBa ¢ 25 ml cmec OT ekcTpakiuoHHHs pastBoputen (T. 3.12) u
Boma (1. 3.1), 65 + 35 (V + V). Cebpanute (pakiuu ce OTCTpaHIBAT U
CheAMHCHUSITAa ce emyupar ¢ 25 ml cMec OT eKCTpaKIHMOHHU
pasrBopuren (t. 3.12) u Boma, 80 + 20 (V + V). Tasu ¢pakuus ce
M3MapsBa 10 CyX0, KaTo Ce M3IMON3Ba POTALMOHHUAT m3mapuren (T. 4.3)
mpu 60 °C. OctareksT ce pa3raps B 1,0 ml DMF (1. 3.6), noGassr ce
1,5 ml Boma (1. 3.1) u ce pa3dowpkBa. Duntpupa ce npe3 MeMOpaHeH
duntep (1. 4.4), IpUKpENICH KbM CIIPUHIIOBKA 3a €HOKpATHA yrmorpeda
(4.5). IlpuctenBa ce xkpM ompenensiae upe3 HPLC (1. 5.3).
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52.2.

5.3.

53.1.

[Ipemukcu

Iperernsar ce Tounoct a0 0,001 g oxono 1 g or mpobara. [Iperer-
JICHOTO KOJHMYECTBO Ce€ TPEXBBPIS B KOHMYHA Koimba ot 500 ml,
npubass ce 1,00 ml ot pa3rBopa Ha BbTpemHus cranaapt (1. 3.9.3),
200 ml excrpakiioneH pasrBopuren (T. 3.12) u kombarta ce 3amyiiBa.
Cmecra ce mocrtaBsi B kiatayHa mamuHa (T. 4.1) U ce octaBst B Hes 10
cnenBamus aeH. CMecTa ce ocTaBs Aa ce yTasiBa B MpoAbDKeHue Ha 10
MUHYTH. AnukBoTHa uact ¢ obem 10000/p ml (p = HOMHMHAIHO
ChABbpP)KAHUE Ha JMKJIa3ypws B mpemukca B mg/kg) oT cynepharanta
ce mpexBbpIIsi B 00J01bHHA KoJ0a ¢ moaxoasil pasmep. TeuHocrra ce
u3napsBa MpH MOHWKEHO HamsraHe u npu 60 °C go cyxo, karo ce
M30J13Ba poTauMoHHUAT u3napuren (1. 4.3). OcTaThKBT ce pasTBaps
otHoBO B 10,0 ml DMF (r. 3.6), npubassar ce 15,0 ml Boga (t. 3.1) u
ce pazobpksa. [IpuctenBa ce kpM ompepensHe upe3 HPLC (1. 5.3).

Onpedenane ¢ nomowma na HPLC

ITapameTpm

JlaBar ce cleJHUTE YKa3aHMs 3a YCIOBMATa Ha IPOBEXKAAHE Ha
aHanu3a. Morar ja ce W3MOoJa3BaT M JPYTH TapaMeTpH, NPH YCIOBHUE
4e J1aBaT PABHOCTOMHH PEe3yNTATH:

— Komona 3a teyna xpomarorpadus (1. 4.2.1): 100 mm x 4,6 mm,
Hypersil ODS, mbiHex oT 3 pum, Wi €KBHBAJICHTHA.

— IlomBmwxkna ¢aza

— Enympam arenr A (1. 3.13.1): Bomen pa3rBop Ha aMoOHHEB
arerar ¥ TeTpaOyTHIAMOHHEB XHIPOTEeH Cyndar.

— Enympany arenr b (1. 3.13.2): aneroHuTpwHi.
— Enywupamny arear B (t. 3.13.3): meraHomn.
— Hauun Ha enyupaHe - ITHHESH IpaJHeHT
— HavanHu ycaoBusi: A + b+ B =60 + 20 + 20 (V +V + V),

— cmen 10 min ce TpoBexIa TPATMCHTHO eIyHpaHe B
npoxbiokerne Ha 30 min go: A + b+ B = 45 + 20 + 35
(V+V+V)

— cnesl Koeto ce npomuBa ¢ b B npoabinkenue Ha 10 min.
— Ckopoct Ha n3tuyane: 1,5—2 ml/min;
— O6em Ha BrpbckBane: 20 pl
— JlpKuHA Ha BBIHATA, HA KOSTO € HACTpOoeH AeTeKTopbT: 280 nm.

IIpoBepsiBa ce CTaOMIHOCTTa Ha Xpomartorpadckara CHCTEMa, KaTo ce
BIPBCKBA HEKOJKOKPAaTHO KanmuOpanuoHHUSAT paszteop (1. 3.10.2),
chabpkam 2 pg/ml QUKIa3ypusl U BBTPEIICH CTaHIApT, JOKATO BHCO-
YMHATA Ha IMHKOBETe (WM IUIONIMTE) M BPEMETO Ha 3aIbpiKaHe OCTaHAT
HOCTOSHHH.

Xpomartorpadcku aHalIu3 Ha KanuOpanmMoOHHHU
pa3TBOpH

Brpscksar ce nBa mpti 1o 20 pl OT Bcekn kamuOpannoHeH pastsop (T.
3.10.1, 1. 3.10.2, 7. 3.10.3, 7. 3.10.4 u 1. 3.10.5) unenTuduLMpar ce u
Ce MHTErPHpAT MHUKOBETE HA AUKIA3YpHJ M HA BBTPEIIHMS CTAHIAPT U
KaJMOpaloHHaTa KpHBa ce MOCTPOsBA Bh3 OCHOBA HAa CHOTHOIICHUETO
Ha CcpejiHaTa BHCOYMHA WM IUIOI] HA NMHUKA HA JAUKIA3ypHja U CpeaHaTa
BUCOYMHA WJIM IUIOLI HA IHKA HAa BBTPEIIHMS CTAHIAPT, CHPSIMO
KOHIIEHTpanusTa Ha JTMKITa3ypuit B KannOpannoHHUTE
pasrBopu (pg/ml).

XpomaTtorpadcku aHallu3 Ha pa3sTBOPHU Ha NpoOH

Brpscksar ce aa mbti mo 20 pl ot mpoOuust pasreop (1. 5.2.1 winm T.
5.2.2.) m ce ompenensAT CpeAHaTa BHUCOYHMHA WM IUIOII HA TIHKA Ha
JUKIIa3ypuiia ¥ Ha MHKOBETEe Ha BBTPCIIHMS CTaHIApT.
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6. W3uncasiBane Ha pe3y/aTaTHTe
6.1. Kombunupan ¢ypasc
CoabpkanueTo Ha aukiazypun w (mg/kg) B mpobara ce mpecmsrta 1o
cienHara Qopmyna:
Height(d,s) b Area(d,s) b
Height(i,s) Area(is)
w:—(’) X—IOVI/IJ'H/IW: (h) x 10
a m a m
KBJIETO:
— Height(d,s) e BucounHaTa Ha NHKa Ha JUKIA3ypwil B MPOOHUS
pastBop (T. 5.2.1)
— Area(d,s) e mromira Ha NMUKa Ha AWKIA3ypHil B MPOOHMS pa3TBOp (T.
5.2.1)
— Height(i,s) e BucouMHaTa Ha TNUKa HAa BBTPEIIHUS CTaHAAPT B
npobuus pasreop (1. 5.2.1)
— Area(i,s) e BUcounHaTa (IUIOMITAa) HA NIMKA HA BBTPEIIHUS CTAHAAPT
B 1pobHus pasreop (1. 5.2.1)
— b e npeceynara Toyka ¢ KaauOpalMOHHATA KpHBA, IOCTPOEHA OT
kanuOpaunonnure pasrsopu (r. 3.10.1, t. 3.10.2, 1. 3.103, T.
3.10.4 u 1. 3.10.5) B cpoTBeTCTBHE C T. 5.3.2.
— a € HU3XOAAIATa JMHUS Ha KaauOpallMoOHHATa KPHBA, IOCTPOEHA OT
kanuOpauponnure pasreopu (t. 3.10.1, 1. 3.10.2, T. 3.10.3, T.
3.10.4 u 1. 3.10.5) B cpoTBeTCTBHE C T. 5.3.2
— m € TerJoTO Ha 4acTTa OT npodara 3a aHalu3 B rpaMOBe
— V e kpallHuAT 00eM Ha eKCTpakTa OT IpodaTa B MUJIMIMTPH CIEN
HOBTOPHO pa3TBapsiHe B choTBeTCTBUE ¢ T. 5.2.1 (Hamp. 2,5 ml)
6.2. Ipemuxcu
CoabpkaHueTo Ha aukiasypun w (mg/kg) B mpobara ce mpecmsra o
cinenHara Gopmyna:
Height(d.s) Area(d.s) b
Height(l.,AS') 0.02V Area(i,s) 0.02V
w="—_ X =———xpuwmw="_______ X —=—xp
a m a m

KbACTO:

— Height(d,s) e BucounHaTa Ha NUKa Ha AUKIA3ypuil B NPOOHUS
pastBop (T. 5.2.2)

— Area(d,s) e ruromira Ha MUKa Ha AMKIAa3ypui B MPOOHHMS pa3TBop (T.
5.2.2)

— Height(i,s) e BucounMHaTta Ha NUKa Ha BBTPELIHUS CTAHAAPT B
npoOHust pazrBop (1. 5.2.2)

— Area(i,s) ¢ BucounHaTa (IUIOIITAa) HA NMKA HAa BBTPEIIHMS CTaHAAPT
B mpoOHust paztBop (1. 5.2.2)

— b ¢ npeceyHaTa TOuKa C KalMOpalMOHHATA KPHBA, IOCTPOCHA OT
kanubpanmonuute pasrsopu (t. 3.10.1, T. 3.10. 2, 3.10.3, 3.10.4
u 3.10.5) cprimacho 5.3.2

— a ¢ HU3XO/IlIaTa JMHUS Ha KaTHOpalHoHHATa KPUBA, IOCTPOCHA OT
kanubpanmonuute paszreopu (t. 3.10.1, 1. 3.10.2, 1. 3.10.3, T.
3.10.4 u 1. 3.10.5) B choTBeTCTBHE C T. 5.3.2

— m € TCrjI0oTO Ha 4acTra OT npo6aTa 3a aHajliu3 B IrpaMoOBE

— V e kpaifHusT 00eM Ha E€KCTpakTa OT MpodaTa B MUIMIUTPH CIIET
MOBTOPHO pa3TBapsiHe B ChOTBETCTBHE C T. 5.2.2 (Hamp. 25 ml)

— p € HOMHHAIHOTO ChbIbpXKaHWe Ha JuKIazypun B mgkg B
TIpeMHKca
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7.2.

IMoTBbpKIaABAHE HA PE3yJITATHTE
Hoenmuunocm

VneHTnyHOCTTa Ha aHAIMTAa MOXE Ja ObJe MOTBBPJAEHA UYpe3 KOXpO-
Mmarorpagusi MM KaTo ce H3I0J3Ba JIETEKTOp C JMOJHA MaTpHLa, ¢
[IOMOIITAa Ha KOWTO C€ CpaBHSABAT CHEKTPUTE Ha EKCTpakTa Ha
npobara (1. 5.2.1 wmm 1. 5.2.2) m Ha KaMMOpaMoOHHUS pa3TBOp (T.
3.10.2).

Koxpomartorpadus

Ob6oratsiBa ce eKCTpakT oT mpobarta (T. 5.2.1 wimm 1. 5.2.2), xaro ce
100aBU MOJXOSIIO KOJUYECTBO KanmuOparmonen pasteop (T. 3.10.2).
KonuuectBoro mobaBen auknasypwsn TpsiOBa ga Obae OMU3KO 10
OTKPHUTOTO B €KCTpaKTa OT mpodarta.

Cren kato ce B3eMaT MOJ BHUMAHHE KAKTO J100aBEHOTO KOJIHYECTBO,
TaKa M Pa3pekJaHeTO Ha eKCTPAKTa, yBEJIMYaBaT CE CaMO BHCOYMHATA
Ha MUKAa HA JUKJIA3ypuia M Ta3d Ha THMKA Ha BBTPELIHWsS CTaHAApT.
IllupouyrHaTa Ha MUKa MPU MOJOBHHATA OT BHCOYMHATA My TpsOBa na
Obse B rpanunure Ha = 10 % OT OpurMHaNHATA IIMPOYMHA HA THKA HA
JIMKJIa3ypuiia WIM Ha MMKA HAa BBTPEIIHMS CTaHIApT HAa HEOOOraTeHUs
eKCTPaKT OT mpoodara.

JleTekTupaHe ¢ TMOJAHA MaTpula

Pesynratute ce oleHsABAT cropes CICAHUTE KPUTEPUU:

a) JlpoKkMHAaTa Ha BBJIHATA Ha MakKcMMaiHa abcopOuus Ha mpobara
TpsiOBa Ja ObJe ChllaTa KaTo Ta3W Ha CIEKTPUTE Ha CTaHIapTa,
perucrpupaHa B Haii-BHCOKara TOYKa Ha XpoMarorpamara H IpH
OTKJIOHEHHE, ONPEIENICHO OT pas3Je/uTeHaTa CloCOOHOCT Ha JICTeK-
TUpamara cucrema. IIpu JeTeKTHpaHe C JAMOAHA MaTpHia OTKIO-
HEHHETO OOMKHOBEHO € B paMKUTe Ha + 2 nm.

0) B rpanunure ot 230 no 320 nm, perucTpupaHUTe NPU MAKCHMYMa
Ha [MKa Ha XpoMarorpaMara CIeKTPH Ha mpodara M Ha CTaHZAPTUTE
He TpsbBa 1a ce pa3iu4yaBaT 3a TE3M YaCTH HA CICKTbPA, KOUTO
monazar B auanasona ot 10 mo 100 % ortHOcHTenHa abGcopOuust.
Kpurepust ¢ H3IBJIHEH TOraBa, KOrato ca HajlULe CIHH M ChIIH
MaKCHUMyMH U KOIaTO B HHTO €JHA PErUCTpUpaHa TOYKa OTKIO-
HEHHETO MEXKIy JBara CHEKThpa He HajsumiaBa 15 % ot abcop-
Ouusita Ha CTAaHIAPTHUS AHAJINT.

B) B rpanunute or 230 m 320 nm crexTpuTe Ha BB3XOJSIIATa JHHUA,
MaKCHMyMa W HU3XO/IaTa JMHUS Ha IHKa, HOJyYCHHU IIPH aHAIH3a
Ha eKCTpakTa Ha mnpobara, He TpsiOBa Ja ce pasyiMyaBaT CJUH OT
JIpyr 3a TE3M YacTH OT CHEKThpa, KOWTO IIONAJaT B JHana3oHa
mexxay 10 mo 100 % otHOcHTenHa abcopbums. Kpurepusar e
W3IBJIHEH TOraBa, KOraTo Ca HAIUIE ©IHU M ChIIM MaKCUMyMH H
KOTaTO B HHUTO €JIHa PETHCTPUpPAHAa TOYKA OTKIOHEHHETO MEXKITY
CIEKTpUTE HE HaaBHmaBa 15 % oT abcopOuusATa Ha CHEKTbpa Ha
Haii-BHCOKaTa TOYKA.

AKO HSKOH OT KPpUTCPUUTE HC € HU3IBJIHCH, HAJIMUYUCTO Ha aHAJIUTaA HE
CC IMOTBBPKIABA.

Tloemopsemocm

Pasnukara MEXAY Ppe3ylTaTuTe OT [ABE HC3aBUCHMHU U3MCpBAHUS,
H3BBPUICHU BBPXY /[BEC HOHHpO6I/I, HEC Tpr6Ba Jla HaJABUIIIaBa:

— 30 % oT mo-BHUCOKATa CTOWHOCT, 32 ChABbPKAHUE Ha JUKIa3ypusl OT
0,5 mg/kg no 2,5 mg/kg,

— 0,75 mg/kg npu chabpKaHHe Ha AUKIA3ypwia mexay 2,5 mg/kg
u 5 mg/kg;

— 15 % ot mo-BHCOKaTa CTOWHOCT, 3a CBHABP)KAHWE HA IUKIA3ypHIl
Hax 5 mg/kg.
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7.3.

Ananumuuen 0obue

IIpu obGoratena (mpa3zHa) npoba, aHATUTHYHUAT JOOMB TpsiOBa 1a e
Haii-manko 80 %.

Pe3y.]'[TaTl/l OT CbBMECTHO H3CJ/IeABaHE

bBsixa opraHu3upaHu JBe CHBMECTHH H3CJI€ABaHUs. B  mbpBOTO,
MPOBEICHO OT Apyra Trpymna Jadopatopuu mpe3 1994 r., ananmsupanute
npobu 6sxa asa npemukca (O 100, A 100) u Tpu npobu OT JOIbIBALL
¢dypax 3a gomamnu nrund (L1, Z1, K1). Enqxara npoba ot mpemukc
Oeme cmecena ¢ opranmuna marpuma (O 100), a mpyrata — ¢ Heop-
ragnmyHa MaTpuna (A 100). TeopeTHIHOTO CHIBpPKAHUE HA AUKIA3YPHIT
oeme 100 mg/kg. Jlaboparopunre Osixa MHCTPYKTHPAHHU Jla aHAIM3UpAT
BCsika OT mpobute equH win 18a neTu. ([To-noxpobna nHdopmanus 3a
IBPBOTO CHBMECTHO HM3CIe[BaHE MOXe Ja ce oTkpue B Journal of
AOAC International, Tom 77, 6p. 6, 1994 r., ctp. 1359—1361).

BbB BTOPOTO CHBMECTHO H3C/IC[BaHE OsiXa MOIOKCHH HA aHAIHM3 TPH
KOMOMHHMpaHH (ypaka 3a JIOMAIIHM NTHLH, ChAbPIKALIN JUKIA3ypHI B
konuentpamu ot 0,9 mg/kg (MAT 1), 1,5 mg/kg (MAT 2) u dypax
6e3 npobaBku (MAT 3). Tlogpobna wuHpopmamus 3a BTOPOTO
M3C/ICZIBAHE MOXE Ja C¢ OTKpHE B TEXHHMYCCKHs HOKIAx Ha
CeBMecTHHUS m3cienoBaresicku 1eHTsp oT 2016 r. u B Journal of
AOAC International, Tom 102, 6p. 2, 2019 r., cTp. 646—652). Pesyin-
TaTUTe OT JIBETE ChBMECTHH H3CIEABAHHMS Ca MPEJCTABEHH B CIIEAHATA

Tabauua:
ITpo6a 1A | Ilpo6a 20 Ilpo6a 5 | Tlpoba 6 | Ilpoba 7 | Ilpoba 8
100 100 |Mpoba 3 LI Mlpoba 4 Z1| “ e MAT 1 | MAT 2 | MAT 3
L 11 11 11 11 6 10 9 10
n 19 18 19 19 12 20 18 10
Cpenna 100,8 103,5 0,89 1,15 0,89 1,0 1,5 < LOQ
croitHocT, [mg/
kg]
S, (mg/kg) 5,88 7,64 0,15 0,02 0,03 0,11 0,07 —
CV; (%) 5,83 7,38 17,32 1,92 3,34 11,2 4,5 —
Sgr (mg/kg) 7,59 7,64 0,17 0,11 0,12 0,18 0,21 —
CVr (%) 7,53 7,38 18,61 9,67 13,65 18,1 14,3 —
Homunanzo 100 100 1,0 1,0 1,0 0,9 1,5 —
ChbpIKaHUE
(mg/ kg)
[To3oBaBanus IIspBO [IspBO [IspBO [IspBO IIspBO Bropo Bropo Bropo
*) n3cieqBaHe | n3cieIBaHe | M3cIeIBaHe | M3CeIBaHe | M3ciieiBa- | M3cieBa- | M3cle/iBa- | H3cieIBa-
ot 1994 r.Jor 1994 r.lor 1994 r.|]oT 1994 r.| He oT HE OT HE OT HE OT
1994 1. {2015 .| 2015 T1.|2015 1.
L = Opoii Ha naboparopuute
n = Opoi OTHOETHM CTOWHOCTH
S, = CTaHjapTHO OTKJIOHEHHE Ha MOBTOPSAEMOCTTA

CV,— = Koe(l)nunem' Ha Bapualiysl Ha IIOBTOPAEMOCTTa

SR = CTaHJAapTHO OTKJIIOHEHHWE Ha BB3IPOU3BOJMMOCTTA

CVg

KOe(bI/lLH/leHT Ha Bapualys Ha BB3IPOU3BOAMMOCTTA

LOQ = I'pannna Ha KOJIMYECTBEHO ONpEeisiHe

(*) IIepBo m3cnensane or 1994 r.: Journal of AOAC International, Tom 77, 6p. 6, 1994 r., crp. 1359—1361; Bropo
n3cnensane ot 2015 r.: Texuuuecku moknan Ha CHBMECTHHSI M3CIICIOBATEICKH LEHTHD ,,Re-validation of a method for
the determination of diclazuril by collaborative study* (2016 r.).
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3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

OO0wM 0eJIeKKH

HeoOxoaumo e mpenBapuTenHo Ja € J0Ka3aHO, Ye PEeaKIMATa CHPSIMO
JMKJIa3ypuil € JMHeHHA B MHTEepBala Ha M3MEPBAHHUTE CTOMHOCTH.

3a aHanM3a Ha AUKIA3ypHI, HAPEA C APYrH, B KOMOMHUPAaHU (Qypaku
BHCOKO CBIbP)KAaHME HA MAaCTHU BeIeCTBAa (3a IieNTa HaJBUILABAILO
12 %), MeToAbT 3a aHaNU3 MOXKE jaa ObJe 3aMEHEH C JAPYrH METO[IH,
ocHoBaun Ha HPLC, namp. meroma, OocHOBaH Ha BHCOKOE(hEKTHBHA
TeyHa Xxpomatorpadus, ceueraHa c¢ maccrektpomerpusi (HPLC-MS),
Ipyu yCJIOBUE Y€ AJITCPHATUBHHUAT METOJ € C CKBHBAJICHTHU XapaKTe-
PUCTUKHM 3a OLEHKAa Ha eQeKTHBHOCTTA (CTOMHOCT Ha AaHAJUTHYCH
JIOOUB, TMPELMU3HOCT IPH TOBTOPSEMOCT M YCJIOBUSI Ha BB3IPOU3BOAM-
MOCT).

K. ONPEJIEJISIHE HA JIA3AJIOLIVJI-HATPUI

Hampueea con na nonuemepna MOHOKApOOHO6A KUCENUHA, NOTLYYEHA
om Streptomyces lasaliensis.

C’LI[’Lp)KaHI/ICTO Ha J1asajonung HanPIP’I C€ onpeaeiisa 1mocpeaACTBOM

— Mertona 3a ananus, npeasuieH B crangapt EN 17299 dypaxu:
Meronu 3a B3eMaHe Ha IPoOH U aHanu3 — CKPUHUHT U OINpEJIeNIsiHe
Ha pa3pelleHd KOKLUIMOCTATHIM Ha HUBO Jo0OaBka, Ha 1 % u 3 %
KPBCTOCAHO 3aMbPCSABAHE, KAKTO M HA HEPErMCTPUPAHU KOKIIHIM-
OCTATHIM U AaHTHOMOTHK Ha HUBO (ypa’KHH KOMIIOHEHTH B KOMOH-
HHUpaHU (ypaku 4pe3 BHCOKOC(EKTHBHA TeYHAa XpoMmaTorpadus u
tannemMHa maccnekrpomerpus (LC-MS/MS), nnn

— 4Ype3 BHCOKOe(eKTHBHAa TeuHa Xpomarorpadus c¢ obOpatHa ¢asza
(HPLC) ¢ nomorrra Ha criektpodryopumerpuueH ((ayopecieHTeH)
JIETEKTOp, CHIVIACHO ONMHUCAHOTO B TOYKM |—~8 mo-1oiy.

Llea u odxBaT

MeToabT faBa BE3MOKHOCT 3a ONpefelsHe Ha KONMYECTBOTO HA Ja3a-
nouua-HaTpuil BBB (ypaxku. I'pannnarta Ha orkpuBane e 5 mg/kg, a
rpaHuIaTa Ha KojudecTBeHO ompexensHe e 10 mg/kg.

Hpusnoun

Jlazanouma HaTpuii ce W3BJIMYA OT mpodara B MOJKHUCICH METAHOI U Ce
ompezeis 4pe3 BucokoedekTuBHa TeuHa xpomartorpadus (HPLC) c
obpatHa (asza, ¢ momomTa Ha crHekrpodiyopumerpudeH (¢uryopec-
LIEHTCH) JIETEKTOP.

PearenTn

Kamues muxuapored docdar (KH,PO,)
Optodocdopna kuceanna, w (w/w) = 85 %
PastBop Ha oprodocdopna kucenuna, ¢ = 20 %

Paspemxnar ce 23,5 ml oprodocdopra kucenuna (1. 3.2) o 100 ml ¢
BOJIA.

6-Metun-2-xentunamut (1,5-1UMeTHIXeKCUIAMEH ), W (W/W) = 99 %
Mertanoun, ¢ yucrora 3a HPLC

Conna kucenuna, mrsTHOCT = 1,19 g/ml

Bydepen pasrBop Ha docdar, ¢ = 0,01 mon/n

Pasreapsit ce 1,36 g KH,PO, (1. 3.1) B 500 ml Boga (. 3.11), mobasrt
ce 3,5 ml oprodocthopna kucemuna (t. 3.2) u 10,0 ml 6-mermn-2-
xentuiamuH (1. 3.4). CroliHoctra Ha pH ce xopurupa o 4,0 upes
npubaBsiHe Ha pas3tBOp Ha oprodochopHa kucemmHa (T. 3.3) w©
pa3tBopbT ce paspexaa m0 1 000 ml ¢ Boma (t. 3.11).
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3.8.

3.9.

3.10.1.

3.10.2.

3.10.3.

3.11.

4.2.

4.3.

5.1
S.1.1.

TTonkucnen meraHomn

IpexBbpisat ce 5,0 ml conna kucenuna (T. 3.6) B rpagyupana kosiaba ot
1000 ml, momeiBa ce ¢ meranon (t. 3.5) 10 mWeIHHS 00eM u ce
pa30bpkBa. Pa3tBophT TpsiOBa ma ObAE NMPUTOTBEH HEMOCPEICTBEHO
npean yrnorpeba.

IMogemxua ¢aza 3a HPLC, docharo Oydepern MeraHoneH pasTBOp
5+95(V+V)

Cwmecar ce 5 ml ot docdaraus Oydpepen pasrBop (1. 3.7) ¢ 95 ml
mertaHou (T. 3.5).

CraHIapTHO BEIIECTBO JIA3aJlOLM] HATPUH C TapaHTHpaHa YHCTOTa,
C34Hs30gNa  ((HaTpmeBa conm  Ha TOJMETEpHA  MOHOKapOOHOBa
KHCEIMHA, NoydeHa oT Streptomyces lasaliensis), E763

W3xomeH craHmapTeH pa3TBOp Ha jasanormy Hartpuid, 500 pg/ml

IIperernaT ce ¢ Tounoct 1o 0,1 mg 50 mg nazamouna Hatpuit (1. 3.10)
U ce MOCTaBAT B rpagyupana komba or 100 ml, pasrBapsr ce B
noJKuciaeH MeTanoi (T. 3.8), MOmbiaBa Ce ChC CHIHS PAa3TBOPUTET 10
mbaHUS 00eM, U ce pa30obpkBa. Pa3TBopbT TpsiOBa ma ObJe MPUTOTBEH
HETIOCPEICTBEHO IMpea ynoTpeoa.

MeskanHeH cTaHIapTeH pa3TBOp Ha Jyasayonu] Hatpuid, 50 pg/ml

Otmepsat ce ¢ nunera 10,0 ml or u3xonuust cTraHgapreH pasTBop (T.
3.10.1) B rpamyupana konba or 100 ml, mombiBa ce C MOJKHCICH
meranon (1. 3.8) no mbaHusg obem M ce pa3ObpkBa. Pa3TBOpBT
TpsiOBa na ObJe NPUTOTBEH HENOCPEICTBEHO INPEAu yHnoTpeoda.

KannbOpanyonan pastsopu

B msikonko konbu or 50 ml ce npexswpisat 1,0, 2,0, 4,0, 5,0 u 10,0 ml
OT MEXIWUHHHUS cTaHmapteH pastBop (t. 3.10.2). [ombiaBa ce c¢
noakucieH meranon (T. 3.8) mo mbaHMS 0o0eM W ce pa30obpkBa. Tesu
pa3tBopu cwhabpxkaT cworBetHo 1,0, 2,0, 4,0, 5,0 u 10,0 pg/ml
nazanouuna Hatpuii. PaztBopute TpsibBa na ObAAT NPUIOTBEHH HEMOC-
pEeICTBEHO Tpeau ymoTpeoda.

Bopa, ¢ yucrora 3a HPLC

Anaparypa
VnrpassykoBa BaHa (Win BHOpupaiia BojgHAa OaHs) ¢ peryjimpaHe Ha
TemIeparypara

Mewmbpannu dunrpu, 0,45 um.

O6opyaeane 3a HPLC cbc cuctema 3a BHpbCKBaHE, MOAXOIAIA 3a
BIpbCKBaHe Ha oOemu ot 20 pl.

Komnona 3a Teuna xpomarorpadust 125 mm x 4 mm, obpatHa daza Cyg,
IIBJHEXK OT 5 um, WK CKBUBAJICHTHA

CHCKTpO(bHyOpOMCTLp C peryjarop Ha JAbJDKMHaTa Ha BbJIHATa Ha
BL36y)KL[aH€ U HU3JIbYBAHC

poueaypa
Obwu nonosicenus
dOypax 6e3 fobaBKu

3a mpoBeXTAHETO HA Tecrta 3a aHamuTHueH gobwB (1. 5.1.2) ce
aHanm3upa ¢Qypax 0Oe3 m00aBKM, 3a J1a ce IPOBEpH Jalu He €
3aMbpCEH C JIa3aoIu]] HATPUH WM C APYrd BemiectBa. Oypaxsr 6e3
no6aBku TpsibOBa [a € mMo00€H 1Mo BUJ Ha TO3M OT M3CiIeABaHaTa mpoda
U B HEro He TpsiOBa 1a ce OTKPUBAT JIA3aJOLHU]I HATPHI MM HEKETaHH
BEIECTBA.
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5.1.2. TecrT 3a aHanuTHYEeH NTOOUB

TecTbT 3a aHAIMTHYEH JOOMB ce€ U3BBPIIBA, KATO C€ aHAINU3UPA
npobara or ¢ypaxa 0e3 m00aBku, oOoraTeHa upe3 MpuOaBsHE Ha
OJIM3KO [0 HAJIMYHOTO B mpobara KOJMYECTBO Ja3aloluj HaTpuid. 3a
nma ce oboraru mpobata no HmBo 10 100 mg/kg, 10,0 ml or cran-
naptaus pa3tBop (T. 3.10.1) ce mpexBBpiIAT B KOHMYHA Kojba ot 250
ml ¥ ce moanaraT Ha M3MapeHUe, AOKATO KOJMYECTBOTO HA Pa3TBOpa
Hamanee 10 okosio 0,5 ml. Jlobasst ce 50 g oT dypaxka 6e3 nobaBku,
pa30BbpKBa ce craparesHO M ce ocTaBs 3a 10 min, karo ce pa30bpkBa
HEKOJIKOKPATHO, MpEIH Ja ce NMPEeMHUHE KbM eTarna Ha eKCTpakuus (T.
5.2).

Karo anrepnaruBa, ako He € Haimu4eH (ypax, Nogo0CH Ha TO3H, OT
KoiTo e B3era mpobara (Bxk. T. 5.1.1), TeCTbT 3a aHAIMTHYEH OOUB
MOXeE Jla ce€ M3BBPIIM 4Ype3 CTaHAApTHs METoJ] Ha JoOaBsHe. B To3m
ciydaii mpobara, KOSTO IIe ce aHalu3upa, ce oborarsiBa C TaKoBa
KOJIMYECTBO JIa3aJOLM]] HATPUH, KOETO ¢ OJM3KO J0 HAINYHOTO B
npobara. Tasm mpoba ce aHamm3upa 3aeqHO ¢ HeoborareHata mpoda,
KaTO M3BJIMYAHETO CE MpEecMsTa 4Ype3 M3BaKJIaHe.

5.2. Excmpaxyus
52.1. dypax

[Iperernar ce 5 g no 10 g or mpodara ¢ Tounoct g0 0,01 g m ce
HOCTaBAT B KOHMYHA koyba or 250 ml cbe 3amymanka. IIpuGassar ce
¢ muniera 100,0 ml moaxucnen meranon (t. 3.8). 3amymBa ce xy1abaBo
ChC 3allyllajKaTa U ce pasKialla, 3a Ja MOXe ChIBPKaHHETO Ja ce
nucneprupa. Konbara ce mocraBs B ynrpa3BykoBa Bana (T. 4.1) mpu
temnepatypa npubnusurenHo 40 °C 3a 20 MMHYTH, clell KOETO ce
U3BaKJa U OXJNaXIa N0 CTaifHa Temmeparypa. OcTaBs ce Jja IIpecTon
okonmo 1 wac 1o yTragBaHe HAa CyCIEH3MATa, CJIeN KOETO Ipe3
memOpaneH ¢uirbp ot 0,45 um (1. 4.2) ce GuaTpEpa B MMOIXOISIIL
ChI eIHA anMKBOTHA dacT. [IpucThIBa ce KBbM OIpeielsHe dupe3
HPLC (1. 5.3).

52.2. Ilpemukcu

Oxos1o 2 g HeCMIISIH IpeMHKC ce npererysT ¢ TouHoct 1o 0,001 g u ce
HnocTaBAT B TIpagyupaHa koiba or 250 ml. IlpuGassr ce 100,0 ml
noakucieH meraHon (1. 3.8) W ce paskiamia, 3a Ja MOXKE ChIbp-
JKaHMeTo Ja ce aucneprupa. Konbara cbec ChIBpKAHMETO CH c€
nocraBs B yaTpasBykoBa BaHa (T. 4.1) mpu Temmeparypa npu0in-
sutenHo 40 °C 3a 20 MUHYTH, ClleJl KOETO CE M3BaXJa M OXJIaXKaa 10
craifna temneparypa. Paspexna ce ¢ moukucien meranon (T. 3.8) 1o
obiHUA 00eM M ce pa30bpkBa crapaTtenHo. OcTaBs ce Ja IpPecTou
okono 1 wac 10 yrasgBaHe Ha CYyCIEH3HATa, ClleJ] KOETO Hpe3
memOpanern ¢uitbp ot 0,45 pum (. 4.2) ce dQuatpupa enHa
anukBoTHA uacT. [loaxomsuy o6eM oT ymcTus (GuUITpaT ce paspexia ¢
HoAKHCIeH MeTaHo (1. 3.8), 3a Ja ce Mojy4n OKOHYATEJICH Pa3TBOp 3a
aHaIM3, KOMTO ChIbpxka OKono 4 pg/ml nasanonun Harpwmii. [Ipucrensa
ce kpM omnpezaensae upe3 HPLC (1. 5.3).

5.3. Onpeoensane ¢ nomowma Ha HPLC
53.1. Ilapamerpu

I[aBaT CC CJICOHUTC YKa3aHWd 3a YCIOBHATA Ha MPOBCKIAHEC Ha
aHanu3a. Morar ja ce M3IoJI3BaT U Apyru napameTpu, mnpu yciloBue
4€ gaBat paBHOCTOﬁHH pe3yaraTtu:

Komona 3a Tteuna xpomarorpadust (t. 125 mm x 4 mm, obparHa daza C;g, IbIHEK

4.3.1): OT 5 um, WIM eKBHBAJCHTHA

IMoxpuxua daza (1. 3.9): Cwmec ot paztBop Ha (ocdaren Oydep (1. 3.7)
u Metanon (1. 3.5), 5 + 95 (V + V)

CKOpOCT Ha M3THYaHE: 1,2 ml/min

JpmkuHa Ha BBIHATA 32 OTKPUBAHE: Bw30yxmane: 310 nm

M3npuBane: 419 nm

O0em Ha BIpPBCKBaHE: 20 pl
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6.1.

6.2.

IIpoBepsiBa ce CTAaOMIIHOCTTa Ha Xpomarorpadckara CHCTEMa, KaTo ce
BIPBCKBA HEKOJKOKPATHO KaauOpauuoHHusAT pasteop (1. 3.10.3),
ceabpxkam 4,0 pg/ml, nokato BHCOYMHATA HA IHKOBEeTEe (WM
IUIOIIUTE) U BPEMETO HA 3aIbpiKAaHE OCTAHAT MOCTOSHHH.

KanubOpanuonna kpusa

Beeku kanmuOparmonen pa3tBop ce Bnpbeksa (3.10.3) mo HIKOIKO MBTH
U Cce ONpeNeNsT CpEeIHUTE IHUKOBH BHCOYMHM (TUIOMIM) 3a BCSKA
koHIeHTpamus. [locTposBa ce KkanmuOpanMoHHAa KpHBa, Karo 3a
OpJIMHATH CE W3MOJ3BAT CPEIHUTE BUCOYMHHM HA MHUKOBETE (IUIOLIUTE),
a 3a abCICH — CHOTBETHUTE KOHICHTpanuu B pg/ml.

[IpobGen pasTBOp

BmpbckBar ce HAKOTKO MHTH moxydeHute B T. 5.2.1. wm 1. 5.2.2
EKCTPaKTH OT H3Cle/BaHaTa MNpo0a, KAaTo ce B3WUMa ChHIMAT 00eM
KaTo NpH KaaMOPALMOHHUS pa3TBOP, M €€ ONPENEIAT CPEIHHTE
MMKOBU BUCOYMHHM (IUIOIIM) HA NMUKOBETE HA JIA3aJOLIUI HATPHUIl.

H3uncasiBane Ha pe3yJTaTHTe

Karo ce m3mon3Ba cpeaHaTa MUKOBAa BHCOYHHA (IUIOII), MOIydYCHA MPH
BIIPBCKBaHE Ha MPOOHUs pa3tBop (T. 5.3.3), upe3 cpaBHsIBaHE C Kaauo-
palMOHHATa KpHBA C€ OMNpEICNsl KOHLCHTPALUATa Ha J1a3ajoLua
Harpuit (ug/ml).

Dypaoic

ChabpxaHueTo Ha Jasanouupn Hatpuit w (mg/kg) B mpobara ce
IpecMsTa II0 cliegHata (opMyia:

7C><V1
W= [mg/kg]

KBJIETO:

c = KOHIGHTpAlUs Ha Ja3aJOoLMJ HATpuil B NMpoOHHUsS pa3TBOp (T.
5.2.1) B pg/ml

V; = obem Ha ekcTpakta OT mpobara, ceriacHo T. 5.2.1 B ml (T.e.
100)

m = TerIO Ha YacTTa OT mpodara 3a aHAIH3 B IPaMOBE

Ipemuxcu

CpabpkaHueTo Ha Jasaymonuy Harpuid w (mg/kg) B mpobara ce
npecMsita 1o ciefHara Qopmyia:

w

cxVy xf
R k.
- [mg/kg]

KBJETO:

C = KOHICHTpalWs Ha JA3aloluj HATpUii B MPOOHMsI pa3TBop (T.
5.2.2) B pg/ml

V, = obeM Ha ekcTpakTa OT mpobara, ceriaacHo 1. 5.2.2 B ml (t.e.
250)
f = dakrop Ha paspexaaHe, cbriaacHo T. 5.2.2

m = TErjo Ha 4Jacrra OT npo6aTa 3a aHaJIM3 B IrpaMoOBE
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7.1.1.

7.2.

7.3.

IMoTBbpKIaABAHE HA PE3yJITATHTE
Hoenmuunocm

Meroaure, KOMTO ce 0asupaT Ha CHEKTPO(IyOpHUMETpHsATa, ca IIo-
MaJIKO MOJATIMBU HAa CMYILEHHs, OTKOJKOTO Te3H, IpU KOUTO ce
mnoisBa UV gerekuus. MJAEHTUYHOCTTa HAa aHajJUTa MOXKE Ja Ce
MOTBBPIM 4pe3 Ko-xpomarorpadus.

Koxpomartorpadus

Ob6orarsiBa ce eKCTpakT oT mpobarta (t. 5.2.1 wimm 1. 5.2.2), Karo ce
1100aBM MOJXOMSINO KOJMYECTBO KanuOpamuoHeH pasztsop (T. 3.10.3).
KonuuectBoro m106aBeH sazanoiu HATpuil TpsibBa 1a Oble OIU3KO 10
OTKPHUTOTO B €KCTpakTa OT mpobara. YBenwuyaBa Ce caMO BHCOYHMHATA
Ha MUKa Ha Ja3aJOlWj HATPHUil, KATO Ce B3eME MpPEABUI 100aBEHOTO
KOJIMYECTBO JIA3aJOIM]] HATPUH W CTENEHTa Ha pa3pexIaHe Ha
excrpakra. lllupounHaTa Ha NKMKa HAa MOJOBHHATA OT BHCOYHMHATA MY
TpsiOBa 1a Obie B pamkure Ha + 10 % OT mbpBOHAYAIHATA LIMPOYUHA,
MoJTyueHa 3a eKCTpakTa OT HeoborareHara mpooa.

Tloemopsemocm

Paznukata Mexmy pesydaTaTHTe OT JIB€ MApajelIHM ONpEICISTHHUA,
U3BBPIICHN C €IHa W Chlla npoda, He TPIOBa Ja MpeBHINABa:

— 15 % or mo-BucOKaTa CTOMHOCT, 3a CBIbpKAHUEC HAa HATPHCB
nazanouu ot 30 mg/kg no 100 mg/kg;

— 15 mg/kg npu chappxanue Ha HaTpueB Jazanonua ot 100 mg/kg
o 200 mg/kg;

— 7,5 % OT mno-BUCOKaTa CTOMHOCT, 3a ChAbPJKaHHE Ha Ja3aJIOLHI
narpuit Hax 200 mg/kg.

Ananumuuen 0obue

3a oborateHara mpoba oT (ypaxa, aHATUTHYHHUAT JOOMB TpsOBa ja
Obne Haii-manko 80 %. Ilpu oborarenute nmpoOH OT MPEMUKCH, aHAJIH-
TUYHUAT JO0OMB TpsiOBa aa e Hait-manko 90 %.

Pe3yJ’[TaTl/l OT CBbBMECTHO H3CJI€IBaHE

ITpoBeneno Oewe cbBMecTHO n3cieaBaHe (*), mpu Koero 2 mMpemMHuKca
(mpobu 1 m 2) u 5 Bupa dypax (npobu 3—7) Osixa MOATOKEHH Ha
aHaiau3 ot 12 maGoparopuu. 3a Bcska HpoOa ca HMPOBEACHH IO JBa
aHanu3a. PesynraTuTe ca NpelCTaBeHH B CielHaTa Tabiuna:

Ipoba 1 Ipoba 2 Ipoba 3 IIpo6a 4 IIpo6a 5 ITpoda 6 ITpoda 7
N I Henern Tooxu Dypak Dypax 3a | Dypax 3a
pemMuKce 3a peMHKC 3a eneT 3a poxu 3a ypax 3a
- . M JIOM. TITULH | IOM. ITHIK
meTa Iy KK Iy KK nueTa Iy KN A 5
L 12 12 12 12 12 12 12
n 23 23 23 23 23 23 23
Cpenna 5050 16 200 76,5 78,4 92,9 48,3 32,6
croifHocT [mg/
kg]
s, [mg/kg] 107 408 1,71 2,23 2,27 1,93 1,75
CV, [%] 2,12 2,52 2,24 2,84 2,44 4,00 5,37
sr [mg/kg] 286 883 3,85 7,32 5,29 3,47 3,49
CVg [%] 5,66 5,45 5,03 9,34 5,69 7,18 10,70
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3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

Ipoba 1 Ipoba 2 Ipoba 3 TIpo6a 4 TIpo6a 5 cg pota 6 Ipoda 7
ypax 3a | ®ypax 3a
IMpemuxc 3a IMpemuxc 3a Ienern 3a Tpoxu 3a Dypax 3a
o L o JIOM. NTULH | AOM. NTULHK
nueTa My HKH My HKH neTa My KN A 5
Homunanuo 5000 (*%*) 16 000 (**) 80 (**) 105 (*%) 120 (*%*) 50 (+) 35 (%)
ChAbpIKAHUE,
[mg/ke]
L = Opo#l Ha jabopaTopuuTe
n = Opoil MHAMBHLYaJIHH PE3YNTATH
Sy = CTaHJAPTHO OTKJIOHEHHE HA TOBTOPSEMOCTTA
SR = CTaHJApPTHO OTKJIOHEHHE Ha BB3IPOU3BOJMMOCTTA
CV, = KoehHLHMEHT HA BapHalus Ha HOBTOPSEMOCTTa, %
CVgr = KoeduIUEHT Ha BapHalys HAa BB3IPOU3BOAMMOCTTA, Yo
*) Analyst, 1995 r., 120, ctp. 2175—2180
(**) 3asBEHO OT HPOM3BOJMUTENS ChIbPIKAHHUE.
+) @ypask, MOATOTBEH B nabopaTopusira.

3. OIIPEJAEJISIHE HA AMIIPOJIMYM XWJAPOXJIOPU

1-[(4-amuno-2-nponui-5-nupumuoun ) memui-2-memuinupuour  Xaopuo
MOHOXUOPOXIOPUO

Iea u odxBat

Hacrosimusar mMeTon naBa BB3MOMKHOCT 3a ONpPEAENISHE Ha KOJIUYECTBOTO
Ha aMIpoIHyM BbB (ypaxu. I'pannmara Ha orkpuBaHe ¢ 1 mg/kg, a
rpaHUIaTa Ha KOJNIMYECTBEHO ompeneisine e 5 mg/kg.

Mpuamun

IIpobata ce moanara Ha €KCTpaKIUs ChC cMec OT MeTaHod u Boaa. Cien
paspexxnane ¢ nojaBikHata (asa u ¢uaTpauus ¢ MemOpaHeH (HITHD,
CHIBPKAHUETO HA aAMIPOJIMYM C€ OHpefess upe3 BHCOKOe(eKTHBHA
teuna xpomarorpadus (HPLC) c¢ karmoHeH oOMEH, ¢ H3MOJI3BaHE Ha
UV nerexrop.

PearenTn

Meranon

Aneronurpmi, ¢ ncrora 3a HPLC

Bopa, ¢ uucrora 3a HPLC

PasrBop Ha matpueB auxuaporer ¢ocdar, ¢ = 0,1 mol/l

PastBopere BB Boaa (3.3) 13,80 g HaTpueB nuxuaporeH ¢ocar MOHO-
Xuapar B MepurenHa konbda or 1 000 ml, gombiHere 10 MapKUpoBKaTa ¢
Boja (3.3) u pas0Obpkaiite.

PastBop Ha HaTpueB mepxiopat, ¢ = 1,6 mol/l

PasztBapsar ce 224,74 g HaTpueB mepxiopaT MOHOXHApAT BBB Bona (T.
3.3) B rpamynpana kon6a or 1 000 ml, nomenBa ce ¢ Boma (1. 3.3) 1o
BJIHUS 00eM U ce pa30bpKBa.

Tonsmwxua ¢aza 3a HPLC (k. 3abenexka 9.1).

Cmec ot aneToHuTpu (T. 3.2), pa3TBOp Ha HATPUEB JAUXHUAPOreH Qocdar
(r. 3.4) u paztBop Ha HaTpueB mnepxiopar (t. 3.5), 450 + 450 + 100
(v + v + v). [lpenu ynorpeba pastBopbT ce Guirpupa mnpe3 MeMOpaHeH
¢untsp ¢ pasmep na mopute 0,22 um (. 4.3) u ce obe3razsBa (Hamp.B

yATpa3BykoBa BaHa (T. 4.4) B npoJb/DKeHHEe Hal-Malko Ha 15 MUHYTH).

CraHmapTHO BEIIECTBO: YHCT aMOpoiuyM, 1-[(4-amMHHO-2-TIpOTIHII-S-
MUPUMUAUHII )METHI |-2-MeTunn npuauH xjopun, E 750 (k. 1. 9.2)
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3.7.1.

3.7.2.

3.7.3.

3.8.

4.2.

4.3.

4.4.

4.5.

5.1

S.1.1.

V3xozxeH craHmapTeH pa3TBop Ha ammpoiuyM, 500 pg/ml

IIperernere 50 mg ammpommym (3.7) ¢ TounHoct mo 0,1 mg B
MmepurenHa kos6a ot 100 ml, pasrBopere B 80 ml meranon (3.1) u
nocraBere Kojbara B ynrpasBykoBa BaHa (4.4) 3a 10 mmuuyrtn. Cren
obpaboTkaTa C ynTpa3sByK, pa3TBOPBT Ce€ OXJaxJaa IO CTaifHa TemIie-
parypa, JOmBIBa ce C BoJa A0 IBIHUSA obeM M ce pazdobpksa. [Ipm
temrepatypa < 4 °C, pa3TBOpBT € CTaOWIeH B IpOIb/DKeHHE Ha |
Mecell.

MexuMHeH CTaHJapTeH pa3TBOp Ha ammnponuyMm, 50 pg/ml

OrmepBat ce ¢ nunera 5,0 ml OT U3XOAHMSI CTaHAApTeH pa3TBop (T.
3.7.1) B rpagyupana koiba or 50 ml, gomeiBa ce 10 mBIHHS 00eM ¢
ekcTpakunoHeH pastBoputen (T. 3.8) u ce pasdwpkBa. Ilpm Temme-
parypa < 4 °C, pa3TBOpBT ¢ cTaOWieH B NpoAbIDKEHHE Ha | Mecel.

KanuOpaionsu pasTtopu

IIpexBbpmar ce cvorBetHo 0,5, 1,0 m 2,0 ml or mMexauHHUS CTaH-
nmapTeH pastBop (T. 3.7.2) B mopeamua OT rpaxyupaHu koiadu ot 50
ml. Konbure ce mombiBar n0 meiHUS 00eM ¢ HoaBMXkKHATAa (asza (T.
3.6) U CbAbpPKAHHETO UM c€ pa30ObpkBa. Te3u pa3TBOPU OTroBapsT
ceorBetHo Ha 0,5, 1,0 m 2,0 pg ammponumym nHa ml. PastBopute
TpsiOBa Ja OBIAT NMPUTOTBEHHM HEMOCPEACTBEHO Mpeay yrnorpeda.

Excrpaxumpan paztBoputen
Cwmec ot meranon (t. 3.1) u Boga, 2 + 1 (v + v)

Amnaparypa

Oo6opyzasane 3a HPLC cbc cuctema 3a BHpBCKBaHE, MOAXOAAIIA 32
BIpbCKBaHe Ha obemu ot 100 pl.

Kosona 3a teuna xpomarorpadust 125 mm x 4 mm, menna ¢ Nucleosil
10 SA 3a karuoHeH oOMeH oT 5 mnu 10 pm, WM €KBUBAJCHTHA.

uv JACTCKTOp C HaCTpOﬁKa Ha ObJDKWHATa Ha BbBbJIHATA WKW AETEKTOpP C
JAUOJIHA MaTpula.

Mewmb6panen ¢untsp ot marepuan PTFE, 0,45 um.
MewmbpaneH ¢untsp, 0,22 um

VYarpa3BykoBa BaHa

MexaHHYeH WM MarHUTEH MUKCEp

Ipouexypa
Obwu nonodicenus
dypax 6e3 nobaBKuU

3a M3OBIHEHMETO Ha TecTa 3a aHamuTH4eH nao6uB (1. 5.1.2) ce
aHaJIM3Wpa TpasHa npoda Qypax, 3a Ja ce HPOBEpH 3a HAIWYME HA
ammposimyM W wuHTepdepupamy BemectBa. DypaxsT OT IpaszHara
npoba TpsOBa 1a € 1mojo0eH 10 BUJA HA TO3M OT M3CIIeABaHara Ipoda
U B HEro He TpsOBa 1a ObJAaT OTKPUTH aMIIPOIUYM WM HHTEpde-
pHpal BemecTBa.

TecT 3a aHAaJIUTHYEH JO00OUB

V3BbpIBa ce TeCT 3a aHAJIUTHYCH JOOWB, KaTO c€ aHaJIM3Upa mpodara
ot ¢ypax 0e3 m006aBku, oborareHa upe3 NpuOaBsiHE Ha M3BECTHO KOIH-
YECTBO aMIIPOJIMYM, CXOJHO C HAIMYHOTO B M3Clie[BaHaTa mpoda. 3a na
ce oboratu mpobata no pasaume 100 mg/kg, 10,0 ml or usxoanus
cranaapter pa3tBop (T. 3.7.1) ce mpexBBPIAT B KOHWYHA KOiOa oT 250
ml ¥ ce moayaraT Ha M3MapeHUe, AOKATO KOJMYECTBOTO HA Pa3TBOpa
namasnee 10 okono 0,5 ml. Jlobasere 50 g mpasHa mpoba, pa3dbpkaiite
no6pe u ocraBere 10 MUHYTH Karo pa30ObpKBaTe HAKOJIKO IBTH TPEAN
Jla TPOJBIDKUTE C eTana Ha ekcrpakims (5.2)
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Karo anrepHatuBa, ako He € HaIW4eH (ypax, IIOJOOCH Ha TO3H, OT
KOWTO e B3era mpobGara (Bxk. T. 5.1.1), TecTbT 3a aHAIMTHYEH IOOWB
MOXE Ja c¢ U3BBPIIM 4Ype3 CTaHAApPTHA METOJ Ha noOaBsHe. B To3m
coydail mpobaTa, KOATO INE ce aHAIM3UPa, ce 00orarsBa ¢ TaKOBa
KOJIMYECTBO aMIPOIMYM, KOETO € OIU3KO IO Bede ChABPIKALIOTO Ce B
npobara. Tasm mpoba ce aHamm3upa 3aeqHO ¢ HeoborareHata mnpoda,
KaTo CTOMHOCTTAa Ha aHAJIUTHYCH JOOHMB Ce IpecMATa 4pe3 U3BAKIAHE.

5.2. Excmpaxyus

52.1. Ilpemukcu (cpabpxanue < 1 % amMOnpoiruym) u
bypaxu

Iperermar ce ¢ tounoct go 0,01 mg or 5 g no 40 g or mpobara, B
3aBUCUMOCT OT CBHAbPIKAHHETO Ha aMIIPOJIMYM, B KOHHYHA Kojba OT
500 ml, u ce mobaesr 200 ml exkcrpakioHeH pasrBopuren (T. 3.8).
Konbara ce mocras B ynrpa3BykoBa BaHa (Touka 4.4) m ce ocrasst ja
npecron 15 muH. Kombara ce wu3Baxaa OT yiTpa3ByKoBaTa BaHa,
paskiama ce B MPOAB/DKeHHE Ha | yac ¢ KiartayHa MalldHA WIH ce
pa3dbpkBa ¢ mMarHuTHa Obpkanka (1. 4.5). EnHa anukBoTHa 4acT OT
eKCTpaKTa ce paspexaa ¢ noasmwikHara (asa (1. 3.6) 10 momyuaBaHe
Ha ChabpkaHue Ha ammponuyM ot 0,5 1o 2 ug/ml u ce pa3dbpkBa (BXK.
3abenexka 9.3). @unrpupar ce 5 10 10 ml ot TO3u paspeneH pas3TBOp
npe3 memOpaneH Gunarep (T. 4.2). [IpucTpiBa ce KbM ONpeessiHE upe3
HPLC (1. 5.3).

522. Ilpemukcu (cbpabpxanue > 1 % amnponuym)

Iperernar ce Tounoct o 0,001 g or 1 g0 4 g npemMukc, B 3aBUCHMOCT
OT CHABPKAHHETO Ha aMIIPOJIMyM, B KOHMYHA Koiba or 500 ml, u ce
no6asar 200 ml excrpaknuonen pastBopuren (1. 3.8). Kombarta ce
HocTaBs B YITpa3ByKoBa BaHa (Touka 4.4) M ce OCTaBs Ja HPECTOH
15 vun. Kombara ce m3BaXkaa OT yITpa3ByKOBaTa BaHa, pasKialia ce
B NIPOJB/DKCHHE Ha 1 Yac ¢ KJIAaTayHa MaIlMHA WIH ce pa30bpKBa C
MmarHuTHa Obpkanka (T. 4.5). EqHa anmkBOTHa 4acT OT E€KCTpakTa ce
pa3pexaa ¢ mojaBmkHara (asza (T. 3.6) 10 Moiy4aBaHE HA ChAbPIKAHHE
Ha amnponuyM ot 0,5 no 2 pg/ml u ce pasdobpksa. @unrpupar ce 5 10
10 ml or To3m paspemeH pa3TBop mpe3 mMemOpaneH GuaTep (T. 4.2).
IpuctenBa ce xbM onpenensHe upes HPLC (t. 5.3).

5.3. Onpedenane ¢ nomowma na HPLC
53.1. ITapameTpm

ﬂaBaT Ce CJICAHUTEC YKaszaHUs 3a YCJIOBHATA Ha [POBEKIAAHE Ha
aHanu3a. Morar ja ce M3IoJI3BaT U JApYyTU 1MnapaMeTpu, npu YCJIOBUE
4€ gaBat paBHOCTOﬁHH pe3yiTaTu:

Komona 3a teuna xpoma- 125 mm x 4 mm, 3a karuonen odomen Nucleosil 10 SA,
torpadus (1. 4.1.1): mBJIHEK OT 5 mwim 10 pm, WM eKBHBaJeHTHA

IMoapumxua daza (. 3.6): Cmec ot aneroHutpun (T. 3.2), pa3TBOp Ha HaTpHEB
nmuxugporer ¢docdar (T. 3.4) W pa3TBOp HAa HATPHEB
nepxiopar (1. 3.5), 450 + 450 + 100 (v + v + v).

CKOpOCT Ha M3THYaHE: 0,7—1 ml/min

JlbokMHAa Ha BbIHaTa 3a 264 nm
OTKpHBaHe:

O0eM Ha BIpPBCKBaHE: 100 pl

IpoBepsiBa ce crabuiHOCTTa Ha Xpomarorpagckara CHCTEMa, KaTo ce
BIPBCKBA HEKOJKOKPATHO KalMOpauoHHUST pasztBop (1. 3.7.3),
ceappkam 1,0 pg/ml, ngokaro BHcCOYMHATa HAa IMKOBETE (WM
IUIOIUTE) M BPEMETO Ha 3aJbpiKaHe OCTAHAT MOCTOSHHH.

532. KanubOpanuonHa Kpusa

Beeku kamubparioHeH pa3TBOp ce BIpPbCkBa (3.7.3) MO HIKOIKO ITBTH
U Cce ONpeNeNsT CPEeIHUTE IUKOBH BHCOYMHM (TUIOMIM) 3a BCSKA
koHIeHTpamus. [locTposBa ce KkanmuOpanMoHHAa KpHBa, KaTto 3a
OpJIMHATH C€ HW3IO0J3BAT CPEJHHUTE BHCOYMHU HA ITHKOBETE (TLIOIIUTE)
Ha KaJHOpallMOHHUTE Pa3TBOPH, a 3a aOCIMCH — CHOTBETHUTE KOHIICH-
Tpaipu B pg/ml.
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[IpobGen pa3TBOD

ExctpaktbT oT mpobara 3a m3cnenBane (T. 5.2) ce BIPBCKBA HSIKOJKO
BTH, KAaTO CE M3MOJ3Ba CHINMAT 00eM KaTo MpH KaauOpamHOHHUTE
pa3TBOPH, M CE OMpenens CpeqHara BHCOYMHA (TUIONI) HA IMTHKOBETE
Ha aMIPOJIHYM.

W3uuciasiBaHe Ha pe3yJTaTHTe
Ot cpenHarta BUCOYMHA (IUIOL]) HA MHKOBETE HA aMIPOJIUYM B MPOOHMUS
pa3TBOp upe3 cpaBHsBaHe C KanmOpaummoHHata kpusa (1. 5.3.2) ce

orpesiesiss KOHICHTpANUsITa Ha MPOOHUs pa3TBOp B pg/ml.

ChIbpKaHHETO Ha aMmpoiuyM w B mg/kg B mpobara ce ompezens 1o
dhopmynara:

Vxexf

[mg/kg]

KBJICTO:

V = obem Ha ekcTpakuuoHHUs pa3tBoputen (T. 3.8) B ml, chriaacHo
1. 5.2 (T.e. 200 ml)

C = KOHIICHTpAIlWsl HA aMIIPOJIMyM B €KCTpakTa Ha mpobara (T. 5.2)
B pug/ml

f = dakrop Ha paspexjaHe, CbINIACHO T. 5.2

m = Terjo Ha yacTra OT npobara 3a aHalu3 B TPamMoBe

IMoTBbpKIaBaHE HA pe3yJiTaTHTE
Hoenmuunocm

VieHTHYHOCTTa Ha aHAIMTa MOXKE Ja Ce MOTBBPAM 4Ype3 KOXpoma-
Torpadus WIM upe3 M3MOJ3BaHE Ha JETEKTOp C JMOAHA MaTpuua, ¢
IoMOLITa HAa KOWTO C€ CpaBHSBAT CIEKTPUTE HA EKCTPAKTa Ha
npobara (t. 5.2) wu Ha kamuOpaumoHHusi pastBop (1. 3.7.3),
cpappikang 2,0 pg/ml.

KoxpomaTtorpadus

ObGorarsiBa ce ekcTpakT oT mnpobara (T. 5.2), karo ce 100aBu
MOJXOMSIIO KOJMYECTBO KanuOpanuoneH pasteop (1. 3.7.3). Komu-
YEeCTBOTO J00aBEH aMIposuyM TpsiOBa na Objae OIM3KO JI0 TOBa,
OTKPUTO B €KCTpaKTa Ha mpodara.

VYBenuuaBa ce caMO BHCOYMHATA Ha NMUKA HA aMIIPOJIMYM, ClIe]l KaTo ce
B3€MAaT I10]] BHUMaHUE KaKTO JI00aBEHOTO KOJIMYECTBO, TAKA U CTENEHTA
Ha paspexaaHe Ha ekcrpakra. lllupounHara Ha IMKa NpH MOJOBHHATA
OT BHUCOUYMHATa My TpsiOBa na Obae B rpanuuure Ha + 10 % oT mbpBO-
HayaJHaTa LIMPOYMHA HAa IMKA HAa aMIOPOJUYM IpU HEoOOraTeHus
€KCTPaKT OT mpodara.

JleTexkTupaHe ¢ AMOJHA MaTpuia
Pesynratute ce oneHsABAT COpen CICAHUTE KPUTEPHUU:

a) Jlp/oKMHATa HAa BBJIHATA HAa MakKCHManHa abcopOuus Ha mpobara
TpsiOBa 1a ObJe ChlIaTa KAaTo Ta3W Ha CICGKTPUTE Ha CTaHIapTa,
perucrpupaHa B Haii-BHCOKara TOYKa Ha XpoMarorpamara ¥ IpH
OTKJIOHEHHE, ONPEIE]IEHO OT pasJeuTeHaTa CloCOOHOCT Ha JIETEK-
TUpamara cucrema. [Ipu JeTeKTHpaHe C JAMOJHA MaTpHia OTKIO-
HEHHETO OOMKHOBEHO € B paMKHTe Ha =+ 2 nm.

6

=

B rpanumure ot 210 mo 320 nm, perucTpupaHuTe IMpHU MaKCHMyMa
Ha MUKa Ha XpoMaTorpamara CIEKTpH Ha npodaTa W Ha CTaHIApTUTE
He TpsaOBa 1@ ce paszinyaBaT 3a Te3M YacTH Ha CIIEKThpPa, KOHTO
momagar B auanazona ot 10 mo 100 % ortHOocuTenHa abGcopOiust.
Kputepusr e M3mbJIHEH TOraBa, KOraTto ca HAJIWIE €IHH M CBIIH
MakCUMyMH M KOTaTO B HUTO €[HA PErMCTpUpaHa TOUYKa OTKJIO-
HEHHETO MEXIy [BaTa CIEeKTbpa He HaaBumaBa 15 % ot abcop-
Ouusita Ha CTAaHJAPTHUS AHAJUT.
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7.2.

7.3.

B) B rpanumute ot 210 1o 320 nm cniekTpuTe Ha BB3XOISIIATA JTHHHUS,
MaKCHMyMa M HU3XOJSIIATa JIMHHS Ha MHKA, TTOJlydeH OT eKCTPaKTa
Ha mpobara, He TpsiOBa Ja ce pa3iuyaBaT eIuH OT JPYr 3a Te3H
YacTH Ha CHEKThpa, KOWTO momajgar B amana3zona ot 10 mo 100 %
oTHocuTeNHa abcopOIms. Kputepust e U3IbJIHEH ToraBa, KOratro ca
HAJMIE CAHH M ChIIM MAKCHMYMH M KOTaro B HHTO €JHA PEruc-
TpUpaHa TOYKA OTKIOHCHHETO MEXJIy CIIEKTPUTE HE HaJBHIIABA
15 % oT abcopOuusTa Ha CIEKThpa Ha Hal-BHCOKATA TOYKA.

Axo C€IWH OT TE€3U KPUTEPUH HE € CIIa3€H, HAIMYUETO Ha aHaJIUTa HE €
TIOTBBPAEHO.

Tlosmopsemocm

Paznukata Mexmy pesydaTaTHTe OT JIBE MApajelHW ONpEeIIsSTHHUSA,
U3BBPIICHU C eIHa W Chlla npoda, He TPsIOBa Ja MpeBHIIABa:

— 15 % ot mo-BUCOKaTa CTOMHOCT, 32 ChABPIKAHHUC HA AMIIPOIIMYM OT
25 mg/kg mo 500 mg/ke;

— 75 mg/kg npu chabpxkanne Ha ammponuyM Mmexay 500 mg/kg u
1 000 mg/kg;

— 7,5 % or mno-BucoKaTa CTOWHOCT, 32 CHIBP)KAHUE HAa AMIPOIUYM
Hag 1000 mg/kg.

Ananumuuen 0obue

Ilpu obGoratena (mpa3Ha) npoOa, aHATUTHYHUAT JOOMB TpsiOBa 1a e
Haii-manko 90 %.

Pe3yJ’[TaTl/l OT CBbBMECTHO H3CJI€IBaHE

IIpoBeneHO Oele MapalelHO H3CIEIBAaHE, HPH KOETO OsXa aHaIu-
3upanun Tpu ¢ypaka 3a jgoMamHu ntund (nmpoou 1—3), enuH
MuHepaneH ¢ypax (npoda 4) u equn npemukc (npoba 5). Pesynrarure
ca IPEICTAaBEHU B CIEAHATA Tabiuma:

O LA | g 2 o I
L 14 14 14 14 15
n 56 56 56 56 60
Cpenna — 45,5 188 5129 25140
cToifHoCcT B [mg/
kg]
s, [mg/kg] — 2,26 3,57 178 550
CVr [%] — 4,95 1,90 3,46 2,20
sr [mg/kg] — 2,95 11,8 266 760
CVg [%] — 6,47 6,27 5,19 3,00
HOMHHAITHO — 50 200 5000 25 000
ChIbpKaHue [m-
mg/kg]
L: Opoii Ha yabopaTopuuTe
n: Opoil OTJETHN CTOWHOCTH
Spo CTaH1apTHO OTKJIOHCHHME Ha IOBTOPAEMOCTTa
CV.: KOC(hHIMEHT Ha Baphallks Ha MOBTOPSEMOCTTa
SR: CTaHJapTHO OTKJIOHEHHE Ha BB3IPOU3BOAUMMOCTTA

CVg:  KOeHMIHMEHT Ha BapHalus Ha BB3IPOU3BOJHUMOCTTA
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9.2.

9.3.

3abesieskKu

Axo mpodara ChIbp)Ka THAMUH, HErOBUAT HMMK B XpoMmarorpamara ce
MOSIBSIBA MAJIKO TpEeId NUKAa Ha aMIpoimyma. AKO ce ClieliBa TO3H
METO/l, aMIpPOJIMyMbT M THAMMHBT TpsOBa Ja ce pasaensar. AKO Te
He ce pa3ziensT ¢ mnomoinra Ha konoHara (T. 4.1.1), m3non3BaHa B
HACTOSILIUSI METOA, ciiefBa Ja ce 3aMeHAT 10 50 % OT aueToHUTpuiIa
B mojBikHaTa (asza (1. 3.6) ¢ MeraHOI.

Cermacio bpuranckara dapmakones, CHEKTbPBT Ha pa3TBOp Ha
ammponuym (¢ = 0,02 mol/l) B comna kucenmna (¢ = 0,1 mol/l)
MoKa3Ba MakcUMyMH mnpu 246 nm u 262 nm. AGcopOumsra gocTura
0,84 mpu 246 nm un 0,80 mpu 262 nm.

ExkcrpakthT BuHarum TpsiOBa ma ObAe paspelcH ¢ MOABIXKHATA (a3a
(haza, ThII KaTO B MPOTHUBEH Ciydail BPEMETO Ha 3aJbpKaHE Ha MHKa
Ha aMIIpOJIMyMa MOXKE 3HAUUTENIHO 11a C€ M3MEHH, MOPaau MPOMEHH B
HOHHATa CWJIa Ha pa3TBOpa.

H. OIPEAEJISIHE HA HAPA3MH

ChIOBp)KAaHHETO HA HAPA3HWH CE OMPEACisl MOCPEIACTBOM

— MeToja 3a aHanu3, npeasuaeH B cTaHmapT EN 17299 dypaxn:
Meroau 3a B3emaHe Ha mpoOu u aHanu3. CKPUHHUHT M OMpECsHE
Ha pa3pellicHN KOKIMAUOCTATHIIN HA HUBO n00aBka, Ha 1 % u 3 %
KPBCTOCAHO 3aMbPCSBAHE, KAKTO M HA HEPETMCTPUPAHU KOKIIHIM-
OCTaTUIM M aHTUOMOTHK Ha HHBO (PypakHH KOMIIOHEHTH B KOMOH-
HUpaHd (ypaxu 4pe3 BHCOKOe(EeKTHBHA TeuHa Xpomarorpadus u
targemMHa maccrekrpomerpus (LC-MS/MS), nnu

— wMetoaa, npeasuiaeH B crauaapt EN 14183 — dypaxu. Onpenensiae
ChIBPKAHUETO HA MOHEH3WMH, HApa3WH W CAIMHOMUIHMH. TedeH
xpoMarorpa)cku METOJ, H3MON3Balll I[OCT-KOJOHHA JePHBATH-
3aIus.

. OTPEJIEJIAHE HA HUKAPBA3UH

ChbIIbpXKAHUETO Ha HUKApOa3HH ce OIpeness MOCPeICTBOM

— MeToja 3a aHanu3, npeasuaeH B cTaHmapT EN 17299 dypaxu:
Meroau 3a B3emaHe Ha mpoOu u aHanu3. CKPUHHUHT U OMpEeisHE
Ha pa3pelieHn KOKIMANOCTATHIIN HA HUBO n00aBka, Ha 1 % u 3 %
KPBCTOCAHO 3aMbPCSBAHE, KAKTO M HA HEPETMCTPUPAHU KOKIIHIM-
OCTaTUIM M aHTHOMOTHK Ha HHBO (hypakKHH KOMIIOHEHTH B KOMOH-
HUpaHu (ypaxku 4pe3 BHCOKOe(EKTHBHA TeuHa Xpomarorpadus u
targemMHa maccrekrpomerpus (LC-MS/MS) wmu

— Meropa, npensuaeH B cranmapt EN 15782 ®ypaxu. Onpenensae
Ha HUKapOa3WH - METOJ Ype3 BHUCOKOC(EKTHBHA TEYHA XPOMATOT-
padwusi.

K. OINPEAEJIAHE HA JJEKOXUHAT

ChpIOpp)KaHUETO Ha JEKOXWHAT CE€ OMpeneNs MOCPEICTBOM:

— MeToja 3a aHanmu3, npensuaeH B cTaHmapT EN 17299 dypaxu:
Meroau 3a B3eMaHe Ha npoOu u aHanu3 — CKPUHUHT U ONPEICIIsHE
Ha pa3pellieHNd KOKIMANOCTATHIIN HAa HUBO n00aBka, Ha 1 % u 3 %
KPBCTOCAHO 3aMbPCSBaHE, KAKTO M HA HEPETMCTPUPAHU KOKIIHIIH-
OCTATHIM U aHTHOMOTUK Ha HMBO (ypa’kKHM KOMIIOHEHTH B KOMOH-
HUpaHu (ypaxu 4pe3 BHCOKOe(EeKTHBHA TeuHa Xpomarorpadus u
tangemMHa maccrekrpomerpus (LC-MS/MS), nnn

— Metoxa, npeasuaeH B cranmapt EN 16162 ®ypaxu. Onpenensne
Ha JICKOKMHAT 4pe3 BHCOKOS(EKTHBHA TeuHa Xpomarorpadus
(HPLC) ¢ ¢umyopeciieHTHO OTKpHBAHE.
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JI. OIIPEAEJIIHE HA MOHEH3UH

C’I)ZI’Lp)KaHI/ICTO Ha MOHCH3UH CC€ OIpeAecisl IMOCPECACTBOM

— MeToja 3a aHanu3, npeasuaeH B ctaHmapT EN 17299 dypaxu:
Meronu 3a B3eMaHe Ha IPoOH U aHanu3 — CKPUHUHT U ONpeJiesisiHe
Ha pa3pelieHn KOKIMANOCTATHIIN HA HUBO n00aBka, Ha 1 % u 3 %
KPBCTOCAHO 3aMbPCSBAHE, KAKTO M HA HEPETMCTPUPAHU KOKIIHIM-
OCTaTUIM M aHTUOMOTHK Ha HUBO (PypakHH KOMIIOHEHTH B KOMOH-
HUpaHu (ypaxu 4pe3 BHCOKOC(EKTHBHA TeuHa Xpomarorpadus u
targemMHa maccrekrpomerpus (LC-MS/MS), nnun

— Mertoaa, npeasuiaeH B crauaapt EN 14183 — dypaxu. Onpenensne
CbABPKAHUECTO HA MOHCH3WH, HapasuH W CAJIMHOMHUIIWH. Teuen
XpoMarorpa)cki METOJl, H3IOJI3BAlll IOCT-KOJOHHA JCPHBATH-
3a1us.

M. OIPEAEJIIHE HA CAJIMHOMULIMH

C’LJILp)KaHI/ICTO Ha CaJIMHOMHUIMWH C€ OIpeacyis NoCpeacTBOM

— MeToza 3a aHaum3, npeiBuieH B craHmapT EN 17299 dypaxu:
Meroau 3a B3eMaHe Ha poOu u aHanu3 — CKPUHUHT U ONpEeIsTHe
Ha pa3pellieHN KOKIMAMOCTATHIN HAa HUBO no0aBka, HA 1 % u 3 %
KPBCTOCAHO 3aMBbPCSIBAHE, KAKTO M HA HEPETMCTPUPAHU KOKIIHIH-
OCTaTUIM W AaHTHOMOTHK Ha HUBO (DypaKHH KOMIIOHEHTH B KOMOH-
HUpaHH (ypakH 4pe3 BUCOKOC(EKTHBHA TeuHa Xpomarorpadus u
targemMHa maccrekrpomerpus (LC-MS/MS), nnmun

— Meroaa, mpensuaeH B craHmapt EN 14183 — Dypaxu —
OmnpezensiHe ChABPKAHHUETO HA MOHEH3WH, HApa3UH U Calll-
HOMHMIMH — TedeH XpomaTtorpad)Cku METOA, H3IOJN3BAll IOCT-
KOJIOHHA JIepHBATU3ALMS.

H. OIIPEJEJISIHE HA CEMAYPAMUIIH

C’LI[Lp)KaHI/IeTO Ha ceMypaMHULUH C€ ONpeaciist MOCPEACTBOM:

— MeToza 3a aHaiuu3, npeiBuieH B craHmapt EN 17299 ®dypaxu:
Mertozau 3a B3eMaHe Ha mpoOu ¥ aHanu3 — CKPUHUHT U OIpeJeisiHe
Ha pa3pelleHd KOKLUIMOCTATHIM HA HUBO Jo0aBka, HAa 1 % u 3 %
KPBCTOCAHO 3aMbBpPCSBAHE, KAKTO M HA HEPETHCTPUPAHU KOKIMJIH-
OCTATULM U AaHTHOUOTHK Ha HUBO (ypaXKHH KOMIIOHCHTH B KOMOM-
HHUpaHU (ypaxku 4Ype3 BHCOKOC(EKTHBHA TeYHAa Xpomarorpadus u
ta"geMHa Mmaccrnekrpomerpus (LC-MS/MS) wumm

— Meroja, mpensuaeH B craHmapt EN 16158 — Oypaxum —
OmnpenensHe ChIBPKAHUETO HA CeMIypaMHIMH — Meronq upes
TeuyHa Xpomarorpadusi, H3MOI3BAIl AHAIUTHYHHS [OIXOJ Ha
JTBPBOTO Ha PEIICHUSATA.

O. EN CTAHJIAPTH

IIpu npunaranero Ha wien 34, naparpad 2, OykBa a) or Permament
(EC) 2017/625 ce B3emat npensun ciaeaaute EN cranmaptu:

EN ISO 30024 — ®ypaxu — OmnpenensHe Ha (uTazHaTa aKTHBHOCT

EN 17050 — ®ypaxu:Meroxu 3a B3emMaHe Ha npoOM M aHAIM3 —
Ormpezensiie Ha #ox BbB (ypax upe3 aHHOHHO-OOMEHHA MacCIeKTPO-
METpHs ¢ MHIYKTUBHO cBbp3aHa Iuiasma (ICP-MS)

EN 17550 — ®dypaxu: Merogu 3a B3eMaHe Ha NpoOM U aHAIU3 —
OmpernensHe Ha KapOTCHOHOM B KOMOUHHPAaHH (QYpaxu H IIpel-
BapUTEIHU CMECH 4Ype3 BHCOKOE(EKTHBHA TEYHA Xpomarorpadus ¢
yarpasuoneroBo jaerekrupane (HPLC-UV)

EN 15784 — ®ypaxu: Meroan 3a B3eMaHe Ha OpOOM W aHAIH3 —
OtkpuBaHe u wu30posiBaHe Ha Bacillus spp., HU3MOI3BaHU KaToO
¢dhypaxna mob6aBka
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EN 15785 — ®ypaxn: Meroau 3a B3eMaHe Ha NPOOM M aHAIHM3 —
Ompenensue u npebposiBane Ha Bifidobacterium spp.

EN 15786 — dypaxu: Meroaun 3a B3eMaHe Ha NpoOM M aHAINU3 —
OtkpuBane u usdposBane Ha Pediococcus Spp., M3IOI3BaHU KaTo
¢dhypaxna robaBka

EN 15787 — ®ypaxu: Meroau 3a B3eMaHe Ha OpOOM W aHAIH3 —
OtkpuBane u uslOposBane Ha Lactobacillus spp., WU3MON3BaHH KaTo
¢dypaxna n1ob6aBka

EN 15788 — ®ypaxu: Meroau 3a B3eMaHe Ha OpoOM M aHAIM3 —
OtkpuBane u wu3dposiBane Ha Enterococcus (E. faecium) spp.,
U3II0JI3BAaHN KaTo (ypaxkHa J0OaBKa

EN 15789 — ®ypaxn: Meroau 3a B3eMaHe Ha NpoOM M aHAIH3 —
OrkpuBaHe u u30posBaHe Ha Saccharomyces cerevisiae, U3NONI3BaHU
kato (ypaxHa JobaBKa

EN 15510 — ®ypaxu: Meroau 3a B3eMaHe Ha NpoOM U 3a aHAIM3 —
OmnpenensiHe Ha KaJllui, HaTpUid, Gocdop, MarHe3wi, Kalui, >Kels3o,
LMHK, MeJ, MaHraH, kobant, monubaeH u onoBo 4pe3 ICP-AES (3a
aHanM3a Ha (ypakHHTEe NOOABKM KOOAIT W MOJMOJCH)

EN 15621 — ®ypaxu: Meroau 3a B3eMaHe Ha NPOOM M aHAIHU3 —
OmnpenensiHe Ha Kaiaiuil, Hatpuii, ¢ocdop, MarHeswil, Kamuii, cspa,
JKEJA30, LMHK, MEI, MaHraH ¥ KOOAIT CIel pasjarane IOJ HAJSTaHe
ugpe3 ICP-AES (3a anamu3a Ha ¢ypaxHara 1o0aBka K00amiT)

EN 16159 ®ypaxun — OmnpenensHe Ha CeJeH 4Ype3 aTOMHOabCcop-
OunoHHa criekrpomerpus ¢ renepupane Ha xuapumu (HGAAS) cnen
MHKpPOBBIHOBO paznarane (pasnarase ¢ 65 % aszorna xucenuna u 30 %
BOJIOPOJICH MEPOKCH)(3a aHaiM3a Ha (ypakHaTa JOOAaBKa CEJICH)

EN 17053: ®dypaxu: Meronu 3a B3eMaHe Ha MpoOM U aHAIH3 —
Ormpezienisine Ha MHUKPOEIEMEHTH, TEKKH METald U APYTH CJIEeMEHTH
BbB (Qypaku 4Ype3 MacCHeKTPOMETpHs ¢ MHIYKTHBHO CBbp3aHa
miazma (ICP-MS) (myntumeron) (3a aHanusa Ha (ypakHHTe 100aBKU
KOOaNT, MOJMOICH U CEJeH)
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IIPUJIOJKEHUE 'V

METO/M 3A AHAJIM3 C IEJ KOHTPOJ HA HEXEJ/JIAHHU
BEHIECTBA BbB ®YPAKHUTE

A. OIIPEJEJISSHE HA HUBATA HA JWOKCUHU (PCDD/PCDF) U PCB

I'IABA 1

METOJU 3A B3EMAHE HA IIPOBU W TbJIKYBAHE HA
PE3YJITATUTE OT AHAJIM3A

1. O0xBaT u ompejeeHHsI

Ipobute, mpenHasHayeHH 3a O(UUMATIHHS KOHTPOJ HAa HHUBaTa Ha
nojuxjaopupann  aubenso-p-auokcuan  (PCDD),  mommxmopupanu
mubenzopypanun  (PCDF),  nHOKCHHOMOAOOHM  MONUXJIOPUPAHU
oudpennn (PCB) (') u neauokcunononoonun PCB BbB (ypakure, ce
B3eMaT B CHOTBETCTBHE C pasmopendute Ha mpuinoxenue . [Ipumarar
Cce KOJMYECTBEHHTE M3UCKBAHMS BBB BpB3KAa C KOHTPOJA Ha
PaBHOMEPHO pasnpeneieHd BbB (ypaKUTe BELIECTBA WIH NPOIYKTH,
moco4yeHu B Touka 5.1. or mpunoxkernne I. Taka momydeHuTe ChCTaBHU
npobu ce pasriIeKaaT Karo IPEACTABUTEIHH 3a MapTUIUTE WK
HNOANAPTHIANTE, OT KOMTO ca B3eTH. CBOTBETCTBHETO C MAaKCHMAJHO
JIONYCTUMHUTE KoJuvecTBa, mocouenn B JupexkrtuBa 2002/32/EO, ce
orperesisi Bb3 OCHOBA Ha KOJMYECTBATa, YyCTAHOBEHH B JIAOOpAaTOPHUTE
mpoou.

(") Tabmuma 3a Tabmuma 3a TEF (= koehuiumeHTH Ha TOKCHYHA CKBHBAJICHTHOCT) Ha
PCDD, PCDF u nuokcunumogoouure PCB: KTE nHa C30 3a oreHka Ha pucka 3a
XOpa, M3rOTBCHU BBH3 OCHOBA Ha 3aKIIOYECHMATA HA PaOOTHHS CEMHMHAp Ha CKCIEPTHTE
B paMkuTe Ha MexayHapoJHaTa mporpaMa 3a xuMmuuecka OezomacHoct (MIIXB) — Ha
CaeroBHara 3apaBHa opranmsauusi (C30), mposenen B JKenea mpes3 ronu 2005 r.
(Martin van den Berg et al., The 2005 World Health Organization Re-evaluation of
Human and Mammalian Toxic Equivalency Factors for Dioxins and Dioxin-like
Compounds. Toxicological Sciences 93(2), 223-241 (2000)).

Konrenep Croiisoct na TEF Konrenep Croiinoct na TEF
JInGeH30-p-TMOKCHHI Jnoxcunononobun PCB
(PCDD) u aubenzo-p- He-opto PCB + Mono-opro PCB
¢ypanu (PCDF)
2,3,7,8-TCDD 1
1,2,3,7,8-PeCDD 1 He-opro PCB
1,2,3,4,7,8-HxCDD 0,1 PCB 77 0,0001
1,2,3,6,7,8-HxCDD 0,1 PCB 81 0,0003
1,2,3,7,8,9-HxCDD 0,1 PCB 126 0,1
1,2,3,4,6,7,8-HpCDD 0,01 PCB 169 0,03
OCDD 0,0003 Mowno-opro PCB
2,3,7,8-TCDF 0,1 PCB 105 0,00003
1,2,3,7,8-PeCDF 0,03 PCB 114 0,00003
2,3,4,7,8-PeCDF 0,3 PCB 118 0,00003
1,2,3,4,7,8-HxCDF 0,1 PCB 123 0,00003
1,2,3,6,7,8-HxCDF 0,1 PCB 156 0,00003
1,2,3,7,8,9-HxCDF 0,1 PCB 157 0,00003
2,3,4,6,7,8-HxCDF 0,1 PCB 167 0,00003
1,2,3,4,6,7,8-HpCDF 0,01 PCB 189 0,00003
1,2,3,4,7,8,9-HpCDF 0,01
OCDF 0,0003

WsnonsBanu cekpamenus: ,, T = terpa; ,,Pe” = menra; ,Hx* = xekca; ,Hp* = xemnra;
,,O“ = okra; ,,CDD* = xnopoanbensoanokcus; ,,CDF“ = xmopoaubensodypan; ,,CB“ =
XIOpOOUQeHHIT.
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3a menWTe Ha HACTOsIIATa YaCT C€ IPUJIAaraT ONpPEACNeHUsTa OT
npwioxkenue | kbMm Permament 3a msmweinenue (EC) 2021/808 Ha
Komucusra (2).

OCBEH TMOCOYCHHTE ONpeaciiCHuA, 3a LCIUTEC Ha HacTofAllaTra 4acT CC
Tnpujarat CJICOIHHUTE ONPECACIICHU:

,,CKpUHHHI METOAM" O3HayaBa METOJM, M3IMOJI3BAHU 3a OTCSIBAHE Ha
npoboure ¢ uuBa Ha PCDD/PCDF u Ha amoxcuHononobuu PCB,
KOMTO HQJBHUIIABAT MAaKCHMAJIHO JIOMYCTHMHUTE KOJWYECTBA WM
nparosete. Te MO3BONSIBAT MKOHOMHYECKH LieliechoOpa3Ha oOpaboTka
Ha royisiM Opoil mpoOM, KAaTo MO TO3M HAYMH CE€ yBEJIMYaBa BEPOSAT-
HOCTTa 3a OTKPHMBaHE Ha HOBM MHIWJCHTU C BHUCOKAa CTEICH Ha W3JIO-
JKEHOCT W PHUCKOBE 3a 3ApaBeTo Ha mnorpeburenute. CKpUHHMHT
MCTOAUTE CE€ OCHOBABAT Ha 6I/IOaHaJ'II/[TVI‘{HI/I METOJM WM MCETOAU Ha
GC-MS. Pesyaratute OT mpoOWTE, KOWUTO HAJBUINABAT TI'paHUYHATA
CTOMHOCT, M3MOJI3BaHA 3a IIPOBEpKAa HA CBOTBETCTBUETO CHPSIMO
MaKCHMAJIHO JIOIyCTHMOTO KOJMYECTBO, CE MPOBEPSIBAT IOCPEICTBOM
IBJICH IOBTOPEH aHalIW3 OT OpHUIMHAIHATa mpoba upe3 MeTox 3a
MOTBBPIKICHHUE .

,MeToan 3a TMOTBBPXKICHUE  O3HAYaBA METOM, KOWTO AaBaT IThJIHA
WIN JIOMBIHATEIHA WH(OpPMAIsI, MO3BOJISBANA HICHTH(OUIIMPAHETO
U €IHO3HAYHOTO KoimdecTBeHo ompereisae Ha PCDD/PCDF u anok-
cuHonogoOrn PCB mo oTHOmIeHWe Ha MaKCHMAallHO JIOIYCTHMOTO
KOJIMYECTBO WJIM TIPU HEOOXOJUMOCT, Ha mpara. [Ipu Te3um meromu ce
M3M0JI3Ba  ra3oBa  XpOMaTorpadusi/MacCleKTpOMETPHst C  BHCOKa
pazmenurenta crnocobnoct (GC-HRMS) wmnm rasoBa xpomarorpadmusi/
tangemMHa Maccnekrpometpus (GC-MS/MS).

2. CboTBeTCTBHE HA napruaaara MM noamaprujgara ¢ MaKCUMaJIHO
AOIYCTUMOTO KOJIUYECTBO

2.1. Ilo omnowenue na neouokcunonodoonume PCB

IMaprunata winm moAamapTHAaTa CHOTBETCTBA HAa MAKCHMAIHO JIOINYC-
THMOTO KOJIHWYECTBO, aKO PE3yJNTaThT OT aHanu3a 3a cymata oT PCB 28,
PCB 52, PCB 101, PCB 138, PCB 153 u PCB 180 (napu4anu mo-HaTaTbK
-HearokcuHonono0Hn PCB*) He HafBHIIaBA MAKCHMAITHO JOITYCTUMOTO
KoJMuecTBO, yctaHoBeHo ¢ JlupektuBa 2002/32/EO, kato ce oruurta
pasimpeHata HeompeaeneHocT Ha u3Mmepsaneto (3). Ilaprtumarta wmu
MOANAPTHAATA HE CHOTBETCTBA HA MAKCHMAJHO JIOMYCTHMOTO KOJH-
4ecTBO, ycranoBeHo ¢ JupektuBa 2002/32/EO, ako cpenHara CTOHHOCT
OT fBa TOpHOrpaHM4HH (*) pesydrarta OT aHamu3a, MOJTYyYCHH MPH
noBTOpeH aHanus (°), Ype3 M3IMO0JI3BAHETO Ha METOJ 3a MOTBBPKICHHUE,
KaTo Ce OTYMTA pPa3IIMpeHaTa HEOINpPe/IeJeHOCT Ha W3MEepBaHeTo, Oe3
CbMHEHHE HAJIBUILIABA MAKCHMAJIHO JIOMYCTHMOTO KOJIMYECTBO, T.€. 3a
OLICHKAaTa Ha CbOTBETCTBUETO CE U3II0JI3Ba aHAINU3UPAHATA KOHLIEHTPALHS
clie]] pUCTIaiaHe Ha pasIiipeHaTa HeOolpeIeICHOCT Ha H3MEPBAHETO.

(?) Pernament 3a usnbanenune (EC) 2021/808 na Komucusra ot 22 mapr 2021 r. 0THOCHO
M3MBIHEHHETO HA AHAJTUTHYHM METOAHM 3a OCTaThLM OT (papMaKOJIOrMYHOAKTHBHH CyOC-
TaHIUH, U3MIOJI3BAHH NIPU KMBOTHH, OTIJICKIAHN 32 MIPOM3BOACTBO HA XPAHH, H OTHOCHO
TBJIKYBAHETO Ha PE3yJTaTH, KAKTO M OTHOCHO METOJHTE, KOMTO TPsOBa Ja Ce M3MON3BaT
3a B3eMaHe Ha NpoOH, u 3a oTMsHa Ha pewenus 2002/657/EO n 98/179/EO (OB L 180,
21.5.2021 r., ctp. 84).

Koraro e menech0o0pa3sHo ce cra3BaT INPUHIUIMTE, onucaHu B ,,Hacokm OTHOCHO
HEOMpPE/EICHOCTTa  Ha  W3MEpBaHETO 3a  J1abOpaTOpUM, M3BBPIIBAINM  AHAIH3
na PCDD/PCDF u PCB wupe3 wu3mon3BaHe Ha MAacCIEKTPOMETPHUS C H30TOITHO
pazpexnane”  (https://food.ec.europa.eu/system/files/2017-05/animal-feed-guidance do-
cument_pcdd-f pcb_en.pdf).

IIpUHIMIIBT ,,FOPHA TPAHULA” M3UCKBA H3IOI3BAHETO HA TPAHHIATA 33 KOJMYECTBCHO
omnpezielissHE 3a M3UMCIABAHE HA YYacTHETO HAa BCEKM KOHIEHEp, KOHTO HE € KOJIM-
4YeCTBEHO ompeseneH. [IpUHIMIBT ,JIOJIHA TpPaHHWIA“ W3UCKBA W3IIOJI3BAaHETO HA
CTOIMHOCT Hylla 3a M3YMCISIBAaHE HA YYaCTHETO HA BCEKH KOHI€HEp, KOMTO HE € KOJIH-
YeCTBEHO omnpeJeneH. TIpUHIMIBT ,,cpe/iHa TPaHHIA™ H3MCKBA HM3IOJI3BAHETO HA I10JIO-
BHHATA OT I'PAHUIATA 3@ KOJIMYECTBCHO OMPEC/ISIHE 3@ M3YHCISIBAHE HA y4aCTHETO Ha
BCEKM KOHT€HEp, KOHTO He € KOJIMYECTBEHO OMPEIEIICH.

IToBTOpEH aHANM3: OTAENCH aHAIM3 HA AHAJIUTHTE OT 3HAYCHHE C U3MON3BAHE HA BTOpA
aJIMKBOTHA YacT OT ChIaTa XOMOTeHM3HMpaHa mnpoba. B obmms ciywaii ce npuiiarat
M3MCKBAHMATA 3a MOBTOPEH aHAIN3, MpPEABHIACHM B mpmioxkenue II, rmasa B, Touka 3.
3a MeToauTE, MPH KOMTO CE M3MON3BA MAPKUpaH ¢ ~C BHTPENICH CTAHIAPT 3a ChOT-
BETHUTE aHAIMTH, MOBTOPHUSAT aHAIN3 ¢ HEOOXOAMM CaMoO aKO Pe3yiTaThT OT IbPBOTO
omnpesielssHe COYM  HEChOTBETCTBHE. ITOBTOPHHMST aHaiu3 € HeobXoaum, 3a Ja ce
M3KIIOYH BB3MOXKHOCTTAa OT BBTPELIHO KPHCTOCAHO 3aMBPCSABAHE WM OT CIy4ailHO
cMecBaHe Ha mnpobure. B ciywaii 4e aHanu3bT ce MHPOBEXNKJA B KOHTEKCTA Ha
MHLMACHT, MPH KOWTO € HAallMIE 3aMbpCsBAaHE, IOTBBPIKICHHETO Ype3 MOBTOPEH
aHalM3 MOXKE Ja He Ce W3BBPIIBA, ako M30paHHWTE 3a aHamM3 mpodu Morar jaa Obaat
[IpOCJIEACHU W CBBP3aHA C HHUHUJACHTA, IPU KOHUTO € IIOJIy4€HO 3aMbpCABaHETO, U
OTKPUTOTO KOJIMYECTBO € 3HAYHTENHO HAJ[ MAKCHMAIHO JOMYCTHMOTO KOIMYECTBO.

(3

<
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2.2.

©
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Pasmmpenara HeompeneneHOCT Ha M3MEPBAHETO € M3YUCIeHA, KaTo ¢
M3N0I3BaH KOC(UIIMEHT HA MOKPUTHE 2, KOETO JaBa JOBEPUTEIHA
BeposTHOCT npubmmsntenHo 95 %. JlageHa mapTuaa WM MOJmapTHia
HE CHOTBETCTBA Ha pasmopendHWTe, aKo CcpeaHara apUTMETHYHA
BeJIMYMHA Ha W3MEPEHUTE CTOMHOCTH MHUHYC pa3liupeHaTa Heompee-
JICHOCT Ha CpeJHAaTa apUTMETHYHA BEIMYMHA € HaJ MaKCHMAJIHO
JIOITyCTUMOTO KOJHYECTBO.

IlpaBunara, mocouyeHn B maparpaguTe OT HACTosAIIaTa TOYKa, CE
npugaraT IO OTHOIIEHHE Ha pes3ylTaTa, IMONy4YeH IIPU aHaliu3a Ha
npobaTa 3a uenute Ha OQHUUHMANHUA KOHTpol. IIpum u3BbpHIBaHE Ha
aHaJIM3 3a BTOPO E€KCIEPTHO CTAHOBMILE MIJIM 3a CIpaBKa Ce€ IpHiIarat
HALMOHAJIHUTE IIpaBMJIa.

Ilo omnowenue na PCDD/PCDF u ouoxcurnonoooonume PCB

HapTI/II[aTa i noanapruaata CbOTBETCTBA Ha MaKCHUMAJIHO HOITyC-
THMOTO KOJHYECTBO, aKO PE3yJTaTbT OT CAHOKPATCH aHallu3:

— U3BBPIIEH YPe3 CKPUHUHI METOA C sl Ha (allMBUTE PE3yJITaTH
3a CbOTBETCTBHE MOJ 5 %, COYM, Y€ HHUBOTO HE HAJBHILIABA CBHOT-
BETHOTO MaKCUMaJIHO JomyctuMo KoimuectBo Ha PCDD/PCDF,
nuro cymara or PCDD/PCDF u nnokcunonono6uure PCB, kakto
e npeasuaeHo B Jupekrusa 2002/32/EO;

— U3BBPIIEH Ype3 METOJ 3a IOTBBPXKAEHUE, HE HAJBUILIABA CHOT-
BETHOTO MAaKCUMaJIHO JomyctuMo koimuectBo Ha PCDD/PCDF,
Huro cymara or PCDD/PCDF u auoxcunononobuute PCB, kakto
e mnpensuneno B JupextuBa 2002/32/EO, kato ce oTuuTa
pasIIMpeHaTa HEONpPEAEICHOCT Ha W3MEPBAHETO.

Ilpy cxpuHMHT aHanM3UTe TPAOBAa Ja C€ YCTAHOBAT TI'PAaHUYHH
CTOWHOCTH C OIJIe]| ONpPEJCISIHETO Ha ChOTBETCTBUETO Ha mpodara Ha
MAaKCHMAJIHO JIOIYCTUMHUTE KoJMuecTBa, ycraHoBenu 3a PCDD/PCDF
wn 3a cymara or PCDD/PCDF u nnokcunonono6unte PCB.

IMaprugata Wik MOANAPTHIATA HE CHOTBETCTBA HA MAKCHMMAJHO JIOMYC-
TUMOTO KOJIM4eCcTBO, yctaHoBeHO ¢ JlupektuBa 2002/32/EO, ako
cpeaHaTa CTOMHOCT OT JBa TopHorpanudHu (°) pesysirara OT aHajm3a,
nosydeHd npu nosTopeH anamu3 (7) 4ypes3 M3IMOJ3BAHETO HA METOJ 3a
MOTBBPIKICHHE, KATO C€ OTYMTA pasliMpeHaTa HEOMPEICICHOCT Ha
W3MepBaHeTo, 0e3 ChbMHEHHE HAJBHIIABA MAaKCHMAIHO JOMYCTHMOTO
KOJIMYECTBO, T.€. 32 OLEHKATa HA CHOTBETCTBHUETO CE€ W3IIOJ3BA aHAJIM-
3WpaHara KOHILEHTpALHs Clie]| MpUCIaaHe Ha pasIiipeHara Heolpee-
JICHOCT Ha M3MEPBAHETO.

Pasmmpenara HeomnmpeaeIeHOCT Ha M3MEPBAaHETO € HM3YKCIIeHa, Karto ¢
M3M0JI3BaH KOC(UIIMEHT Ha MOKpPUTHE 2, KOETO JaBa [OBEpUTEIHA
BeposiTHOCT npubmmsurenHo 95 %. Jlajena naprtuaa wiu noamnapTHia
HE CBOTBETCTBA Ha pa3NopeAdHTe, aKo CpeaHaTta apUTMETHYHA
BEJIIMYMHA HAa M3MEPEHHUTE CTOWHOCTH MHHYC paslIMpeHaTa Heorlpe/e-
JICHOCT Ha CpejJHaTa apUTMETHYHA BEIIMYMHA € HaJ MaKCHMAJIHO
JIOMYCTUMOTO KOJIMYECTBO.

IIpUHIMIIBT ,,FOPHA TPAHULA” M3MCKBA H3IOJI3BAHCTO HA TPAHHIATA 33 KOJIMYECTBCHO
omnpezielssHe 3a M3YMCIABAHE HA YYacTHETO HAa BCEKM KOHICHEp, KOMTO HE € KOJH-
4eCTBEHO ompejeneH, KbM TokcuuHusi exksuaneHtT (TEQ). IlpuHimmst . JioiHa
rpaHuIa’” M3MCKBA HM3IMOJ3BAHETO HAa CTOMHOCT HyJa 3a M3YMCIISBAHE HAa y4yacTHETO Ha
BCEKU KOHTEHEp, KOWTO HEe € KOJIM4ecTBeHO omnpeneneH, kbM TEQ. IIpuHnmnsT ,,cpeana
rpaHMIa” W3MCKBA M3IOJI3BAHETO HA IMOJOBHHATA OT TIPaHHIATAa 3a KOJIHYECTBEHO
ompeJeisHe 3a H3YMCIIABAaHE Ha y4YacTHETO Ha BCEKHM KOHICHEp, KOWTO HE € KOJH-
yecTBeHO ompezeneH, kbM TEQ.

B o0mwmst ciayuail ce mpuiaraT M3MCKBaHHMsTa 3a IMOBTOPEH aHANW3, NPEABUICHH B
npunoxkenue 1I, rmasa B, Touka 3. 3a MeTomuTe 3a HMOTBBPXKACHHE, HNPH KOUTO C€
H3M07138a Mapkupan ¢ '°C BBTpElIeH CTAHJApT 3a CHOTBETHUTE AHAJHTH, MOBTOPHUST
aHAIM3 ¢ HEOOXOAMM CaMO aKo pPe3ylaTaThT OT IIBPBOTO ONPEICISIHE COYM HECHOT-
BeTCTBHE. [IOBTOPHMST aHaNU3 € HEOOXOAMM, 3a Jia Ce M3KIIYH BB3MOXKHOCTTA OT
BBTPCIIHO KPBCTOCAHO 3aMbpCsBaHE WIM OT CIIy4ailHO cMecBaHe Ha mpobure. B
clydyail ue aHalM3bT Ce MPOBEXKJd B KOHTEKCTAa Ha HHIMJCHT, NPH KOWTO € Haiuie
3aMbpCSBaHE, HOTBBPKICHHETO 4pe3 IIOBTOPCH aHalM3 MOXeE Ja He Ce M3BBPIIBA, aKo
n30paHuTe 3a aHaNIU3 NpoOW Morar jga ObAaT MPOCIIEACHN U CBBP3aHU C MHIMACHTA, IPU
KOWTO € MOJIy4eHO 3aMbpCABAHETO, M OTKPUTOTO KOJIMYECTBO € 3HAYUTENIHO HaJ
MaKCHMAJHO JOIyCTHMOTO KOJHYECTBO.
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3a cymara or PCDD/PCDF u mmoxcurononobuure PCB ce m3nomnssa
cymMara OT OICHEHATa pa3MIMpeHa HEONPEICICHOCT Ha OTACIHHUTE
pesynraru ot ananuza Ha PCDD/PCDF u Ha nmuokcunononoounure PCB.

IlpaBunara, mocoueHn B maparpaguTe OT HACTOAIIATAa TOYKa, C€
npugaraT MO OTHOIIEHHE Ha pes3ylTaTa, IMOJNy4YeH IIPU aHalu3a Ha
npobaTa 3a nenure Ha odHUUHManHUs KOHTpos. IIpu m3BbpHIBaHe Ha
aHaJU3 C e 3alluTa MIM 3a CIpaBKa Ce NpUiaraT HalHOHAIHUTE
IpaBuia.

3. Pe3yiTaTn, npeBHIIaBaIu mparoseTe, onpeneaenu B Ilpuioxenue
II xbm JTupextusa 2002/32/EO

[paroBere ca HHCTPYMEHT 3a OTCSBaHE HAa MPOOM B CIyyauTe, B KOUTO
€ HeoOXO[MMO Ja ce MACHTH(HULIMpPAa H3TOYHUKBT HA JAJCHO 3aMbp-
CsiBaHE M Ja Ce B3eMAaT MEpPKH 3a HEroBOTO HaMalsiBaHE MIIM OTCTpa-
HsBaHe. Upe3 CKPUHUHT METOJHUTE TPsiOBA Jla C€ YCTAHOBST MOAXOJISIIH
TpaHUYHU CTOWHOCTH 3a OTCSBaHE Ha MOCOYeHHTEe Mpodu. B ciyuaii ye
ca HeoOXOIMMM 3HAUMTEIHH YCHIMS 32 MACHTHQULIUpaHe Ha
M3TOYHMKA W 332 HAMAJIIBAaHE WJIM OTCTPAHSBAaHE Ha 3aMbpCSIBAHETO, €
1e7eCh00pPa3HO HA/IBUIIABAHETO HA IIPAroBeTe Ja Ce MOTBBPAU Upe3
MOBTOPEH aHalM3 NPH H3IMO0J3BaHE HA METOA 3a IMOTBBPKICHHE U
KaTo Ce OTYMTA PA3LIMPEHATa HEONPEACNCHOCT Ha m3Meppanero. (%)

I'JIABA 11

NOAIOTOBKA HA ITPOBUTE U U3UCKBAHHUA 110 OTHOIUEHHUE

HA METOJIMTE 3A AHAJIM3, M3IIOJ3BAHMU 3A LIEJUTE HA

OPULNAJIHUSA KOHTPOJI HA CbAbPXKAHUETO HA

JUOKCHUHH (PCDD/PCDF) U HA JJUOKCHHOIIOJOGHHU PCB BbHB
DOYPAKUTE

1. [puaoxuo mosae

V3uCcKBaHUATA, W3TOKCHH B HACTOALIATa [JaBa, CE MpHIarat MpH
aHanu3a Ha Qypaxku 3a LequTe Ha O(ULHUAIHHA KOHTPOJ Ha ChABP-
YKaHUeTO Ha 3amecteHu Ha 2,3,7,8 mo3unus PCDD/PCDF u nuokcuHO-
nono6Hn PCB, KakTo ¥ 1O OTHOIIEHHE HAa MOATOTOBKAaTa Ha MPOOHTE U
AHAJIMTUYHUTE MU3UCKBAHUSA 3a JPYIUW PEryjJaToOpHU LEJIH, BKIIIOYBAIIU
KOHTpOJIA, U3BBPLIBAH OT ONEPATOPUTE BBB (YPakKHHsI CEKTOp C LI
ocurypsiBaHe Ha cborBercTBHEe ¢ Permament (EO) Ne 183/2005 Ha
Esponeiickust napiaament u Ha Cosera (°).

Hab6monenuero 3a vanuure Ha PCDD/PCDF u Ha QUOKCHHOIOLOOHH
PCB BBB (ypakure MoXke J1a ce M3BBpIIBA Upe3 [Ba Pa3IM4HH BHJA
AHAJIUTUYHHU MCTOJU:

a) CkpuHuHe memoou

llenta Ha CKPUHMHI METOIUTE € OTCSIBAaHE Ha MNpoOUTE C HHUBA
Ha PCDD/PCDF wu nHa auokcuHomnomoOuHu PCB, xouTo HaJaBHIIABaT
MaKCHMaJIHO JIOITyCTHMHTE KoJu4ecTBa win nparosere. C Te3n MeToan
ce OCHTypsiBa MKOHOMHYECKH IieJiechoOpa3Ha 00paboTka Ha ToisiM Opoit
IpoOH, KaTo 110 TO3M HaYMH CE YBEINYaBa BEPOSTHOCTTA 3a OTKPUBAHE HA
HOBH MHIIMJICHTH C BUCOKA CTEIICH Ha U3JI0KCHOCT M PHCKOBE 3a 3/[paBETO
Ha morpeburenure. C npuiiaraHeTo UM ce el H30srBaHe Ha (hayIuBUTe
pesynratu 3a choTBeTcTBUE. CKPUHHHT METOJHUTE MOTaT Jia BKIIOYBAT
OnoananuTHuHu Meroau u merogu GC-MS.

Upe3z TAX ce U3BBpIIBA CPAaBHEHME Ha pe3ylTaTa OT aHalu3a C
rpaHuYyHaTa CTOMHOCT M C€ IHOJlyyaBa OTIOBOp OT BHIA ,,Ja/He™
OTHOCHO €BEHTYAJIHOTO HAJBHMIIABAHE HA MAKCHMAJIHO JOIYCTUMOTO
konuuectBo miy mpara. Konnentpanusta na PCDD/PCDF u cymara
ot PCDD/PCDF wu anokcunononobuute PCB B npodure, 3a KOUTO UMa
ChMHEHHE 332 HECHOTBETCTBHE CIIPAMO MAaKCHMAIHO JIOIyCTHMOTO
KOJIMYECTBO, CE OIpeJiels WIM IOTBBPXKIaBa 4Ype3 METOJ 3a MOTBBP-
KICHHUE.

OcBeH TOBa CKPHMHHMHI' METOJAMTE MOXE 1a NajaT MHIUKAIMS 33 KOJIH-
yectBata Ha PCDD/PCDF u auokcunomnomoonure PCB, kouto ce
cpabpkarT B mpobara. [Ipu mpuiarane Ha OHOAHAIUTHYHH CKPUHUHT
METOIM pE3ylTaThT CE H3pa3sBa KATO OMOAHANIUTHYHH EKBUBAICHTU
(BEQ), moxato mpu npunarane Ha ¢usukoxumuuau GC-MS roit ce

(%) OOGsicHeHMsATa ¥ U3NUCKBAHMSITA 3a MOBTOPEH aHAIIM3 3@ KOHTPOJI Ha IIParoBETe Ca ChIIUTE
Karo Te3u B Oejekka IMOJ JHHUS 5 OTHOCHO MAaKCHMAJIHO JONMYCTHMUTE KOJIMYECTBA.

(°) Permament (EO) Ne 183/2005 na Esponeiickus napiaament u Ha ChBerta orT 12 siHyapu
2005 r. 3a ompemessiHE Ha H3MCKBaHMATa 3a Xxuruena Ha Qypaxure (OB L 35,
8.2.2005 r., ctp. 1).
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m3pas3sBa kato TokcmuHu exBuBaneHTH (TEQ). LludpoBo mspasenute
pe3yiTaté OT CKPUHHMHI METOJUTE ca IIOAXOISINM 3a JOKa3BaHE Ha
CbOTBETCTBHETO WJIM Ha CHMHEHHUATA 33 HECHOTBETCTBHE HWIIH
HaJIBUILIABAHE HA MPAroBeTe W IMPH MpPOCIEIsIBAHE 4Ype3 METOIM 3a
MOTBBPIK/ICHUE MOKa3BaT JAMAlla30Ha Ha HUBATa. Te HE ca MOAXOJISIIH
3a IEIM KAaro HU3BBPIIBAHE HA OLEHKA HAa ()OHOBHTE HHBA, MpE-
BapHUTEJHA OIICHKAa HA KOJIMYECTBOTO, MPOCIEIsIBaHE Ha TEHICHLUH
BBB BPEMETO NPH HHUBATa WIIM MOBTOPHA OLICHKA Ha MparoBeTe M Ha
MaKCHMAaJIHO JIOITYCTUMHUTE KOJIMYECTBa.

0) Memoou 3a nomewvpacoenue

Meroznure 3a NOTBBP)KACHUE MO3BOJISBAT EIHO3HAYHOTO HIEHTH(U-
LMpaHe M KOJIMYECTBEHO ONpeeisHe Ha ChIAbPXKALIMTE CE B JaJeHa
npoda PCDD/PCDF u nuoxcunononoouun PCB u mpepoctaBsr mbiina
uHpopMalMs OTHOCHO HUBAaTa Ha OTAeNHUTE KoHreHepu. Cieno-
BaTEJHO TE3M METOAU I03BOJISIBAT M3BBPLUIBAHETO HA KOHTPOJ Ha
MaKCHMAJIHO [IOIyCTUMUTE KOJIMYECTBA M IParoBere, B T.4. MOTBBP-
KJAaBaHe Ha pe3yJTaTUTe, IOJYyYeHH Ype3 CKPHUHUHT METONUTE.
OcBeH TOBa pe3ylNTaTUTE Morar ja ObJaT M3MOI3BAHU 3a JAPYrH
LEJH, KaTo HalpUMep OINpEeAeNssHEe Ha HUCKH (JOHOBM HUBA IPH MOHH-
TOpUHI Ha (ypaxure, NpocleIsBaHe HAa TEHICHIMH BbHB BPEMETO,
U3BBPIIBAHE Ha OLIEHKAa Ha M3JO0XKEHOCTTa M Cbhb3JaBaHe Ha 0aza
JAaHHM 33 €BEHTyaJHa IIOBTOpDHAa OLEHKAa Ha IIparoBeTe H Ha
MaKCHMAaJIHO JOIYCTUMUTE KOJIMYecTBa. Te ca BaXKHU CBILO TaKa 3a
YCTAQHOBSIBAHETO Ha MOJCIU Ha KOHICHEPH C OIIe]] UICHTHOHUIMPAHETO
Ha M3TOYHHKA Ha EBEHTYalHO 3ambpcsBaHe. Ilpu rte3u meromm ce
mnomsa GC-HRMS. 3a norebpxkIaBaHe Ha CbOTBETCTBHETO WIIH
HECHOTBETCTBUETO CIPSIMO MAaKCUMAJHO JOIyCTUMHTE KOJIMYECTBa
Moxe na ce usnonssa 1 GC-MS/MS.

Konreker

3a ma ce m34HMCHAT KoHHIeHTpanuute Ha TEQ, KOHIEHTpanuuTe Ha
OT/ICIHATE BELIeCTBA B JaJieHa Npobda ce YMHOXKaBaT MO ChOTBETHHS
um koeduieHT 3a TokcuuHa ekBuBajeHTHOCT (TEF) (Bk. Oemexka
mon nuHUs 1 oT rhaBa I) m cien ToBa ce cymmpar, 3a Ja ce IMONydd
o0II1aTa KOHIIEHTpAlUs Ha AUOKCHHONOJOOHUTE ChEANHEHUS, N3Pa3eHH
kato TEQ.

3a menuTe Ha HACToOsIATa YacT A HpHeTaTa ,,crieluduyHa rpaHuLa 3a
KOJIMYECTBEHO OMNpeIeNssHe Ha OTJAeNeH KOHTeHep™ o3HauaBa Haii-
HHCKOTO CBIbP)KAHME HA aHAIUTA, KOETO MOXe Ja Oble H3MEepeHO
IpH pa3yMHa CTENEH HA CTATHCTHYECKA CUI'YPHOCT, NPU H3ITbIHEHHE
Ha KpUTEpUHUTE 33 MAEHTH(ULUpAHE, OIHMCAHH B MEKIYHAPOIHO
MpU3HATH CTaHAapTu, HampuMep B craHgapt EN  16215:2012
(Pypaku — ompenesnsHe Ha AMOKCHMHM U JMOKCHH-TIOJOOHM MOJIHMXJIO-
pupann oudennmu (PCBs) u na unaukaropuun PCBs upes GC/HRMS)
u/mm B nocneaHara pepakuus Ha meroau EPA 1613 u 1668.

FpaHHuaTa 3a KOJIMYECTBCHO ONPECACIIAHE Ha OTHACJICH KOHI'CHEP MOKE
na obae onpeaeiicHa KaTto:

a) KOHIIGHTpauusATa Ha JaJeH aHAINT B €KCTpaKTa OT JaJieHa npoda,
KOMTO TIpeJU3BHKBAa peEakuus OT CTpaHa HA TEXHUYECKOTO
YCTpOMCTBO 3a JABa pa3iIM4YHM HOHA, KOATO TpsiOBa Ja ce Cleau
npu ceotHomeHue S/N (curnan/mym), paBHO Ha 3:1 3a mo-Maiiko
MHTEH3MBHUS CUTHAJ Ha HEoOpaOOTEHM NAaHHM; WIH

0) ako TOpaaM TEXHHYECKH NPHYMHHM H3YHCICHHETO Ha CBHOTHO-
LICHHETO CHUTHAJ/IIYM HE JaBa HAJSKIHU pPe3ylTaTH, Hal-HUCKaTa
TOYKAa HA KOHIIGHTpAlWs Ha KaJuOpalMOHHA KpHBA, KOSATO JaBa
npueminBo (< 30 %) M TOCTOSIHHO (M3MEpPEHO MOHE B HAYallOTO U
B Kpas Ha [aJeHa aHaJUTHYHA Cepusi OT MpoOM) OTKIOHEHHE
CHPSIMO CPEIHHs OTHOCHTENICH KOS()UIMEHT HA OTrOBOP, M3YHUCICH
3a BCHMYKH TOYKH IO KalMOpalMOHHATa KPUBA TIPH BCSIKA CEpHs OT
npobu. I'panmmara 3a xommuectBeHo ompenensae (LOQ) ce
M3YMCIIABA OT HaW-HUCKAaTa TOYKA HAa KOHIEGHTpAIMS, Karo ce
OTYeTe AHAIUTUYHMAT AOOMB OT BBTPEIIHHMTE CTAHAAPTH M KOJH-
4YeCTBOTO Ha mpobara.
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BroaHanuTHYHUTE CKPHHUHT METOAM HE OTYMTAT PE3YJNTATH HA HHUBO
KOHTeHepH, a camo mokasBar ('°) HHBOTO Ha TOKCHYHHS CKBHBAJICHT
(TEQ), m3paseno B BEQ, xaTo morBbpkaaBar (hakTa, 4e HE BCHUYUKU
ChABPKALIA €€ B EKCTPakTa OT Npoda CHEAWHEHMS, KOUTO Ipel-
M3BHKBAT OTTOBOpP IIPU H3MHUTBAHETO, MOraT Ja ce MOJIYMHIBAT Ha
BCHYKM H3MCKBaHus Ha npuniuna xHa TEQ.

CKpI/IHI/IHI‘ METOAUTE W MCETOAUTE 3a IOTBBPKIACHHUE MOoraTt naa ce
M3I0JI3BAT 3a KOHTPOJ Ha OIpeacjeHa Marpuia caMO akKo ca
JOCTaTh4YHO YYBCTBHUTEIIHH C OIJIE HAACKIHOTO OTKPHUBAHE Ha KOJIH-
YeCTBa Ha HHUBOTO Ha Ipara HWJIHW MaKCUMaJIHO J0IIyCTHMOTO KOJIHU-

Y4eCTBO.
3. U3uckBaHus 32 ocuUrypsiBane Ha KaiecTBOTO
3.1. B3emar ce mepku 3a u30srBaHe Ha KPBCTOCAHO 3aMbPCSBAHE HA BCEKU

€ral OT mnpoucaypara 3a B3€MaHE Ha HpOGPI 1 OT aHalin3a.

3.2 IIpoOute ce chbXpaHsBaT ¥ TPAHCHOPTHPAT B MOAXOASAIIA 3a
CbXpaHEHHUE CHAOBEC OT CTHKIIO, aHyMMHHﬁ, IOJIMTIPOITAJIEH WUJIM MOJIME-
THiIeH, 0e3 Ja ce OKa3Ba HHUKAaKBO BIMSHHE BbpPXYy HUBATa
Ha PCDD/PCDF wu auokcuHonomobnure PCB B mpobure. Ot
KOHTEHHepa 3a CbXpaHeHHe Ha mnpodaTa ce NpeMaxBaT CIEIUTe OT
XapTHEH Ipax.

3.3. CbXpaHEHHETO W TPAHCIIOPTHPAHETO HA NPOOHMTE CEe M3BBPIIBAT IO
HA4WH, P KOWTO ce 3ama3Ba LieJocTTa Ha (ypakHara npoba.

34. JIOKOJIKOTO € yMEeCTHO, Bcsika JlabopaTopHa mpoba ce cMuiia GpuHO u ce
CMecBa ONTUMAJHO Ype3 H3IMOJI3BAHE Ha IPOLieC, C KOWTO € JOKa3aHo,
4e Ce MOCTHra MbJIHO XOMOTeHH3WpaHe (HAlpuMep CMHJIaHe, KOETO
MO3BOJISIBA [IPEMUHABAaHE IPE3 CHUTO C pa3Mep Ha oTBopure 1 mm).
IIpobuTe ce wu3cylmaBaT MHPEAH CMUIAHETO, aKO CBHIBPKAHHETO Ha
BJIara B TsX € TBBPJE BHUCOKO.

3.5. OcplnecTBsiBa ce KOHTPOJI HA peareHTUTE, JJadopaTopHaTa CTBHKIAPHUS H
000py/IBaHETO OT TJIeJHA TOYKA Ha BB3MOXKHOTO MM BIHMSHHE BBPXY
pesynrarutre Ha 6asza TEQ wmm BEQ.

3.6. Ms3pbpuiBa ce aHauM3 Ha IpasHa Npoba, KaTo ce M3NBIHABA LisiaTa
aHAJIMTUYHA NIPOLEypa U Ce HPOIycKa eIUHCTBEHO Ipodara.

3.7. IIpy OMoaHANMTUYHHTE METOAM LiIaTa CTBKIAPHUS M PA3TBOPUTEIMTE,
U3IMO0J3BAHU IIPU aHAlM3a, NPEMHMHABAT M3MMTBAHMS 32 OTCHCTBUE HA
CbEIIMHEHNUsI, KOUTO HHTepdepupar Ipu OTKPHBAHETO Ha IIEJIEBUTE
ChelMHEHUs B paboTHHUs 00xBaT. CTHKIApHATA CE U3ILUIAKBA C PA3TBO-
PUTEIH WIN ce 3arpsBa J0 TEeMIEPaTypH, IOAXOIAIIH 32 OTCTPAHSIBAHE
Ha ciaenu or PCDD/PCDF, nuoxcuHonomoOHM M uHTEpdepupaiu
CBEIMHEHUs OT HelfHaTa MOBBPXHOCT.

3.8. KonmuectBoTo Ha mpobara, M3MOJI3BAHO 3a CKCTPAKIMATa, € JIOCTa-
TBYHO, 32 Jia OTroBapsi Ha W3MCKBAHHATA 33 JOCTATBYHO HHUCHK
paboTeH 00XBaT, BKJIIOYMTEIHO KOHICHTPAIIMUTE HA MaKCHMAJIHO
JIOIYCTUMOTO KOJMYECTBO WJIM HA Mpara.

3.9. CrenuduyHuTe HPOLEIYpPH 3a MOATOTOBKA HA IPOOHTE, H3ION3BAHU
OpH pasTIekTaHUTE INPOAYKTH, CE OCHOBABaT HAa MEXKITYyHAPOIHO
npuetute Hacoku, Hanp. EN ISO 6498.

('°) BuoaHAIMTHYHHTE METOAM HE Ca XapaKTePHH 3a KOHICHEPHTE, KOMTO Ca BKIIOYCHH B

cxemara 3a TEF. B ekcrpakra or mpobara € BB3MOXKHO HAIMYHETO Ha JAPYTH
CTPYKTYpPHO CBBp3aHH CheAMHEHHst ¢ aktuBeH AhR, kouto mompuHacsaT 3a obmara
peakumsi. CienoBaTenHO OMOAQHATMTHYHUTE PE3YyJITaTH HE MOrar Ja ce pasIiIexuaT
KaTo OIleHKa, a MO-CKOPO KaTo Tokaszareln 3a croiHoctta Ha TEQ B mpobara.
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4. U3uckBaHusl MO OTHOUIEHUE Ha jJadopaTopuute

4.1. B crorBetcTBHe ¢ pasmnopendute Ha Permament (EC) 2017/625 nabo-
paropunte TpsiOBa Jga OBAAT aKpeJUTHPAHW OT MPU3HAT OpraH,
necTBan B choTBeTcTBUE ¢ PhKOBOACTBO 58 Ha ISO/IEC, ¢ men na
ce rapaHTHpa OCHUTypsBaHE Ha Ka4yecTBOTO INpu aHaiumsure. Jlabopa-
Topuute TpsiOBa nga ObJAT AKPEAUTUPAHU B CBOTBETCTBUE CbhC
cranaapt EN ISO/IEC 17025. Cna3Bar ce HpHHIMIUTE, OMHCAHH B
,» T€XHUYECKN HACOKH 3a NMPUOIU3UTEIHOTO M3UHMCISBAHE HA HEONpese-
JICHOCTTa Ha W3MEPBAHETO W HA TPAHHUIUTE HA KOJIHMYECTBEHO
omnpenessiHe 3a uenure Ha aHanmsa Ha PCDD/PCDF u PCB“. (1)

4.2. KommereHTHOCTTAa Ha Jlaboparopusrta TpsOBa na ObJe J10KazaHa upe3
MOCTOSIHHO YCIEIIHO y4acTHe B MEXIyJabOpaTOpHH H3CICIBAHHS 3a
onpezeinsiie Ha PCDD/PCDF u nnokcunonono6un PCB B choTBeTHHTE
MaTpUL OT (ypakh W JHANa30Hd Ha KOHLCHTPALHS.

4.3. JlabGoparopunuTe, KOUTO IpHUIaraT CKPUHUHI METOAM 3a LEJIUTe Ha
PYTUHHHS KOHTPOJ Ha 1pobute, TpsOBa Aa yCTaHOBABAT TACHO CHTPYI-
HMYECTBO C J1abopaTopuM, NpHiIarald MeTofa 3a IOTBBbPIKAEHUE,
KakTO 3a ILEJUTE Ha KOHTPOJA Ha KauecTBOTO, Taka M 3a IMOTBBP-
JKJlaBaHE Ha aHAIMTUYHUS PE3YJITaT 3a HPOOHU, 32 KOUTO CHILIECTBYBA
CbMHEHHUE 3a HECHOTBETCTBUE.

5. OCHOBHHM M3UCKBaHHsI, HA KOUTO TpsiOBa Ja OTroBapsi aHaJIU-
THYHAaTa mnpoueaypa 3a auokcuHu (PCDD/PCDF) u amoxcuHo-
noxoonu PCB

5.1. Hucwk pabomen obxeam u epanuyu 3a KOIUUeCMBEHO OnpeoeiaHe

IMonnexamure Ha orkpuBaHe konudectBa oT PCDD/PCDF ca B
ropuata rpamuma Ha (emrorpama (10 '°g) mopagm w3KTIOUMTENHO
BUCOKaTa TOKCHYHOCT Ha HSKOM OT TEe3M ChEJUHEHHs. 3a IOBEYETO
konrenepy Ha PCB e pjocrarbyHa TIpaHMIa 3a KOJIMYECTBEHO
onpeiessHe OT mopsabka Ha Hamorpama (10°g) 3a m3MepsameTo Ha
[0-TOKCHYHUTE JIMOKCHHOMOMO00HM KoHrenepu ©Ha PCB (u  mo-
CIIELIMAIHO HE-OPTO3aMECTEHUTEe) MOJHATAa TIpaHMIA Ha pabOTHUA
00XBaT J0CTHra 10 HHUCKHTE CTOHHOCTH OT IOpsAbKAa Ha IHMKOrpama
(10'12g). 3a moBeueTo OT ocraHanuTe KoHreHepu Ha PCB rpanmma 3a
KOJIMYECTBEHO OIpeeNssHe OT TMOpsabka Ha HAHOTPAMUTE (10’9g) e
JI0CTaThyHA.

5.2. Bucoxa usbupamennocm (cneyugpuurnocm)

5.2.1. Heob6xoaumo e pasrpannuaBane mexay PCDD/PCDF u auokcuHomnon-
obuure PCB 1 MHOXKECTBO JIPYrd HAJIUYHU CbBMECTHO €KCTPAaXHUPaHH U
BEPOSTHO HHTep(EepUpaIind ChEAUHEHUS, YUUTO KOHIICHTPALUKU Ca 0
HSIKOJIKO CTENEHH I0-BHCOKM OT TE3M Ha aHaJMTHUTE OT 3HadeHue. [Ipn
merogure GC-MS ce u3KMCKBa pasrpaHUyaBaHe MEXIY OTACIHHUTE
BUJIOBE KOHI'CHEPH, HANPUMEP MEXIy TOKCHYHHTE KOHreHepu (Hamp.
ceneMHanecerte 3amectenn Ha 2,3,7,8 mosumus PCDD/PCDF  u
nBaHazeceTTe AuokcuHononooun PCB) u apyrute BHIOBE KOHTGHEpH.

5.2.2. buHOaHAIMTHYHUTE METOIM TpsAOBa Ja MO3BOISIBAT OTKPUBAHETO HaA
neneBuTe chenuHeHus karo cymara or PCDD/PCDF wn/wmu nuokcuHO-
noznobuure PCB. C npeuncrBaneTo Ha IpoOUTE ce LEIM OTCTPaHSIBaHEe
Ha CBCJUHEHUS, NPCIW3BHKBAIIM (GaNIINBU pPe3ylITaTH 3a HECHOT-
BCTCTBUE WM HAa ChCIMHEHHs, KOMTO MOraT Ia JOBeIaT [0 IOHU-
’KaBaHe Ha OTrOBOpA, KAaTO NMpPEeIU3BUKAT (alIMBH PE3yITaTH 3a ChOT-
BETCTBUE.

(") ,,Hacoku OTHOCHO HEOINpEJENeHOCTTa Ha M3MEPBAHETO 3a JIa0OPATOPHH, M3BbPIIBAILN

ananmu3 Ha PCDD/PCDF u PCB uype3 m3nonsBaHe Ha MacCIEKTPOMETPHUS C M30TOIHO
paspexaane” (https:/food.ec.europa.eu/system/files/2017-05/animal-feed-guidance do-
cument_pcdd-f pcb_en.pdf), ,,Hacokn 3a mpubmusurennoro wmszumcisBane Ha LOD u
LOQ 3a u3MepBaHusi B 00JacTTa Ha 3aMBPCUTCIUTE BBB (QYpaKUTe U XpaHUTE"
(https:/food.ec.europa.cu/system/files/2016-10/cs_contaminants_sampling_analysis-
report 2004 _en.pdf).
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5.4.

5.4.1.

5.4.2.

5.5.

5.5.1.

5.6.

Bucoxa mounocm (ucmumnnocm u npeyusHocm, eKCHepUMEeHmAanrHo
usmeper ananumuyern 00Oue npu OUOaAHAIU3)

[pu wmeromute GC-MS ompenensHeTo aaBa BalWIHA OICHKA 3a
MCTHHCKATa KOHIEHTpauust B JajeHa npoba. HeoOxoamma e BucCOKa
CTENEeH Ha TOYHOCT, 3a Ja ce M30erHe OTXBBPISHE Ha pe3yirara 3a
JajeHa npoda Mopaju Ha HUCKA HAJEeXKJHOCT Ha ONpENeNICHOTO HUBO
Ha TEQ. TouHocTTa ce m3passiBa KaTo HCTUHHOCT (pa3iMKa MEXKIy
cpeqHaTa CTOMHOCT, M3MepeHa 3a JaJeH aHAIUT B cepTUdUuupaH
MaTepuaia, M Heropata cepTHHIMpaHa CTONHHOCT, W3pa3eHa Karo
NPOLIEHT OT Ta3u CTOHHOCT) M mpenusHoct (RSD, orHocurenno crau-
JIAPTHO OTKJIOHEHHE, KOETO Ce M34MCIsiBa Ha 0azara Ha pesylTaTure,
TMOJIy4eH! HPH YCIOBHS HAa BB3IPOM3BOJUMOCT).

3a OWOaHAIUTHYHWUTE METOIM TPsOBa Ja Ce OMNpEACin EKCIepH-
MEHTAJIHO U3MEPEHUST aHAIUTHUYeH NOOWB mpu Ouoanamus. ,,Excnepu-
MEHTATHO M3MEPeH aHaJUTHYCH MO00MB Mpu OHOaHAmU3™ oO3Ha4YaBa
nuBoTo Ha BEQ, m3umcrneno ot kanuOpauuonnata kpuBa Ha TCDD
unmn Ha PCB 126, kopurupaHo ¢ pe3yiaTaTHTe OT Mpa3HaTa mpoda u
cien ToBa pasneneHo Ha HuBoTo Ha TEQ, ompeneneHo upe3 merona 3a
noTBbpIKAeHUE. llenta My € KOpUTHpaHeTo Ha KOe(UIIMEHTH KaTo
sarybata Ha PCDD/PCDF u JIHOKCHHOIOJOOHU CHEIMHEHUS 10
BpeéME€ Ha HU3BJIWUYAHCTO W MNPCUYUCTBAHETO, YCIOPEAHO U3BJICUCHU
CbCIMHCHNSA, KOUTO YBEJIMYABAT WJIM HaMaJgBaT CUJlaTa Ha OTroBOpa
(aroHUCTHYEH M AHTArOHUCTHYEH e(]eKT), KaueCTBOTO Ha HAIaCBAHETO
Ha KpuUBaTa WM pasiukuTe Mexnay croiHocture Ha TEF um croii-
HocTuTe Ha oTHocuTeneH noreHuuan (REP). ExcnepumenranHo usme-
PEHUST aHAIUTHYEH JIOOMB TpH OMOaHAIM3 Cc€ W3YMCIsABA OT
HOAXOMAIIN pedepeHTHH MPOOU C MPEACTABUTEIHNH MOJEIN Ha KOHTe-
HEpPUTE OKOJIO HMUBOTO OT 3HAuYCHHE.

Bafmbupane 6 OUanasona Ha MaKCuMaiHo donycmu/uume Kojudecmed
u 061,14u MEPKU 3a KOHMPOJI HA Kadecmeomo

Ilo BpeMC Ha Ipoueaypara 3a BaJIUJAWpPaHE U I1I0 BPEME HA PYTUHHHUTC
aHaJIn3u HaGOpaTOpHHTC TpFIGBa Jla JOoKaxat C(bCKTI/IBHOCTTa Ha HaJicH
METOA B [JuUala3oHa Ha MaKCUMaJIHO JOIYCTHMOTO KOJHYECTBO,
HarpyuMep Ha HUBa 0,5, 1 ¥ 2 IbTH MO-BUCOKH OT MaKCHMAaJIHO Jomyc-
TAMOTO KOJHMYCCTBO IIpU IHPUCMIIUB KO@(IJI/H_H/ICHT Ha Bapuanus 3a
TMOBTapsIA CC aHAJIU3U.

Kato BbTpemiHd MepKH 3a KOHTPOJ Ha Ka4yecTBOTO TpsOBa Jja ce
M3BBPIIBAT PEIOBHH WM3IHMTBAHHS Ha MPa3Hd NPOOH M EKCIIePUMEHTH
¢ gobaBka Ha pedepeHTeH Marepuan WM aHaJu3d Ha KOHTPOJIHH
npobu (3a mpeanoduTaHe € cepTUdUIMpaH pedepeHTeH Marepual,
ako ¢ Hammyen). C menm Jga ce TrapaHTHpa, d4e AaHalIM3UTE Ce
M3BBPIIBAT B CBOTBETCTBUE C HW3HMCKBAHHATA, [HarpamMuTe 3a
KOHTPOJIA HAa Ka4eCTBOTO 3a M3MUTBAHUATA HA MPa3HH MPOOH, eKCIepHU-
MEHTHTE ¢ j00aBka Ha pedepeHTeH MaTepHal WM aHaiu3a Ha
KOHTPOJIHUTE TpoOH TpsiOBa Ja Ce perucTpupar M MpoBepsiBaT.

Fpal-mua 3a KoaudecmeeHo onpet)e/l;me

3a OMOAHAINTUYHHUTE CKPUHUHI METOJM YCTAHOBSBAHETO HA IPAaHUIA
3a koimuectBeHo ompernensHe (LOQ) He e 3aIbDKUTENHO W3UCKBAaHE,
HO TpsA06Ba na OBJE OKA3aHO, Y€ METOABT MOXE Ja pasrpaHUdd CTOIi-
HOCTTa P Tpa3Ha npoba M rpaHudHara cToHocT. I[Ipu npencrassiHe
Ha HHBOTO Ha BEQ TpsbBa 1ga ce ycTaHOBM HHMBO Ha OTYHMTAHE 3a
00paboTBaHeTo Ha MpoOH, YUHTO OTrOBOP € IMOJA TOBa HHMBO. HuBOTO
Ha OTYMTaHEe TPsOBa JOKA3aHO Ja Ce pa3yifyaBa Hai-MaJKO TPHU MBTH
OT HHMBOTO MPH NPOLEIYPUTE C MPa3sHU HPOOH, KATO OTTOBOPBT € IMOJ
pabotHusi 00xBar. Cie0BaTeIHO TOBA HUBO CE€ M34YMCISIBA OT MPOOH, B
KOUTO IIEJIEBUTE CHEIMHEHMSI C€ ChIBPIKAT HA PABHMINE OKOJIO H3HMCK-
BaHOTO MHHHMAlIHO HHBO, a HE OT CbhOTHOIIeHHEeTO S/N Wiu oT
AQHAIMTHYHA TpasHa mpooa.

IIpr meromure 3a morBbpkiaeHHE LOQ e okxomo 1/5 or mMakcumanHO
JIOITyCTUMOTO KOJIMYECTBO.

Ananumuynu Kpumepuu

3a ma ce moiydyar HaASKIHH PE3YJNTATH YPe3 METOJHUTE 3a MOTBBP-
JKJICHHUE WM CKPUHUHT METOJUTE, B JHANa30Ha Ha MaKCHMAJHO JOITyC-
THMOTO KOJIMYECTBO TPsiOBA Ja OBJAT W3MBIHEHU CICIHUTE KPUTCPHH
110 OTHOIICHHWE Ha CTOMHOCTTAa choTBeTHO Ha TEQ mim Ha BEQ, Hesa-
BUCMMO Janu ¢ onpegeneHa kato o6m  TEQ (karo cyma
or PCDD/PCDF wu amokcuHonomobuute PCB), wim mooTaenHo
3a PCDD/PCDF u 3a nuoxcunononoonure PCB:
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5.7.

5.7.1.

5.7.2.

5.7.3.

5.7.4.

5.7.5.

5.7.6.

CKpUHUHT upe3
OMOaHATUTUYHHI
wi pusuko- Meroau 3a TOTBBP-
XUMHUYHHU KJICHUE
METOIHU
Jlsn Ha danmuuBuTe pe3yaTaTi <5%
3a ceoTBeTcTBHE (*)
Hcerunnoct -20 % nmo +20 %
ITosropsiemoct (RSD,) <20 %
Mexnnana MIPELU3HOCT <25 % <15 %
(RSDg)

(*) CnpsmMo MaKCHMAJHO JIOIyCTHMHTE KOJMYECTBA.

Cneuu([)ulu—tu UBUCKBAHUSL NO OMHOWEHUe HAd CKPUHUHZ Memooume

3a menuTe Ha CKPHHUHTA Morar jaa ce m3nonssar kakro GC-MS, taka u
onoanamutnaHu Meroqu. Ilo orHomenne Ha Metoaute GC-MS TpsiOoBa
a ObJaT M3MBJIHEHH H3MCKBAaHUATA, MOCOYCHM B Touka 6. Creru-
(hUUHKUTE M3MCKBAHUS MO OTHOIICHHEC HA KJICTHYHUTE OHMOAHATUTUYHH
METOIM Ca M3JIO0XKEHH B T. 7.

JlaboparopunTe, KOUTO MpHIaraT CKPUHHHI METOJH 3a IeJIUTe Ha
PYTHHHHS KOHTPOJ Ha MpOOHUTE, TPpsiOBa Ja yCTAHOBST TSCHO CHTPYI-
HUYECTBO C JJAOOpATOPUM, KOMTO MPUJIAraT METOZA 3a MOTBBPIKACHUE.

ITo BpeMe Ha PYTMHHHTE aHAIW3H CE M3UCKBA NPOBEpKa Ha e(EKTHB-
HOCTTa Ha CKPUHUHI METOJIa Upe3 aHAJIUTUYCH KOHTPOJ Ha KaueCTBOTO
U TEKyllo BamuIupaHe Ha Meroxa. HeoOxomumma e HempekbcHaTa
nporpama 3a KOHTPOJI Ha Pe3yJITaTUTe, KOUTO OTrOBapsT Ha M3MCKBa-
HUSATA.

HpOBepKa 3a Bb3MOKHO ITIOTUCKAaHE Ha KJIICTbYHHUA OTTOBOP U IIUTOTOK-
CHUYHOCT:

20 % or ekcrpakTuTe OT mpodH TpsAOBa na ObAAT W3MEPEHH IpH
PYTHHEH CKpHHUHI 0e3 u cbc nobaBsHe Ha 2,3,7,8-TCDD B choT-
BETCTBHE C MAaKCHMAJIHO JOIyCTHMOTO KOJIMYECTBO WM Ipara ¢ el
Ja ce MPOBEPH BB3MOKHOCTTA 33 CBEHTYaJIHO MOTHCKAHE HAa OTrOBOpA
B pe3ynTaT Ha uHHTepQEpHpalIuTe BelIecTBA, HAMHUpAIlHM CE B
ekcTpakTa OT mpobara. V3MepeHaTa KOHLEHTpaumus Ha mpodara c
nobaBeH pedepeHTeH MaTepuall ce CpaBHSBA ChC CyMaTa OT KOHIICH-
TpamusATa Ha eKCTpakTa Oe3 m00aBKa IUIFOC KOHLGHTpAlUsATa Ha
nobaBkata. AKO Ta3d M3MEpeHa KOHLCHTpALUs ¢ IO-HHCKA OT M3YHUC-
neHara (CymapHaTa) KOHLEHTpauus ¢ mnoseue oT 25 %, ToBa €
Hokasarel 3a IOTCHLIMAIHO IOTHCKaHE Ha CHIHAla W CHOTBETHATA
npoba TpsabBa na Obie NOUIOKEHA HA aHAIM3 33 IOTBbPXKJIABaHE
uype3 GC-HRMS. Pesynrarure TpsiOBa na ce HaO/I01aBaT MOCPEICTBOM
JMarpaMy 3a KOHTPOJ Ha KayeCTBOTO.

KOHTpOJ'I Ha Ka4yC€CTBOTO Ha HpO6I/I, CBhOTBECTCTBAIIM Ha HU3HWCKBAHUsITA

B 3aBucumoct oT MaTpuuHara npobGa M onuTa Ha sabopaTopusATa
npubau3uTenHo Mexay 2 u 10 % oT mpoOHuTe, KOMTO ChOTBETCTBAT
Ha M3UCKBaHuUsATa, Tpa6Ba na Obpar norBbpaeHu upes GC-HRMS.

Onpenens{He Ha JAe€jla Ha I'pCUIHUTE pe3yJTaTH 3a CbOTBETCTBUEC BbH3
OCHOBa Ha JAaHHUTE OT KOHTpPOJIa Ha Ka4Y€CTBOTO:

Omnpezenst ce IeAbT Ha (GaIIMBUTE PE3YITATH 338 CHOTBETCTBHE IPH
CKPUHHHT Ha TPOOH TOJ U HAJl MAKCUMAITHO JOITyCTHMOTO KOJMYECTBO
ik npara. JIeWCTBUTENHUAT [T Ha (BaIUBUTE PE3YJITaTH 3a ChOT-
BeTcTBHE TpsibBa mga Owvme moxg 5 %. Koraro or koHTpoma Ha
KAuecTBOTO HAa CHOTBETCTBALIUTE MPOOHM OBJAT MOJYYEHH MHUHHMYM
20 MOTBBPAEHM pe3yjiTarta 3a BCIKA MaTpHI@/Tpyla MaTpHiH, Bb3
OCHOBa Ha Ta3u 0a3a JaHHHU CE MPABAT 3aKJIIOUEHHs OTHOCHO Jeja Ha
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5.7.7.

5.7.8.

6.2.

6.2.1.

¢ammuBuTe pe3ylATaTH HA CHOTBETCTBHE. Pesynrarture OT mpobu ¢
JMaa30H Ha KOHIEHTpalusATa HampuMep [0 2 HbTH MAaKCHMAlHO
JIOIyCTUMOTO KOJMYECTBO, AHAJIM3UPAaHU IIPU KPBIOBH H3CIIEIBaHU
WM NpH HMHIMAEHTH CbC 3aMbpCsBaHe, CBLUIO Morar paa ObaaT
BKJIIOYEHM B MHHHMMyMa oT 20 pesynTaTa 3a Ol€HKAa Ha Jiela Ha
¢danmuBure pesyaratd Ha cborBerctBue. Ilpobure TpsbBa na
o0XBaIaT Hal-4ecTo CPEIlaHUTE MOJIENU HA KOHTEHEPH, KOMTO Ipej-
CTaBIISIBAT PA3IMYHU U3TOYHHUIIM.

Benpeku 4e nenra Ha CKPUHUHI aHAIM3UTE TpsiOBa na Obae mpean
BCHYKO OTKPHBAaHETO Ha MpoOM, B KOWTO € HAJBHUIICH MparbT,
KPHUTEpHST 3a ONpEeissHe Ha Jiena Ha (alIIUBUTE PE3yITaTH 3a ChOT-
BETCTBHE € MAaKCHUMAJIHO JOIMYCTHMOTO KOJHMYECTBO, KaTO C€ OTYUTa
pa3IIMpeHaTa HEOIPEACICHOCT Ha M3MEPBAHETO HAa METO/A 3a MOTBBP-
JKIICHUE.

[IpobGure cbC CHMHEHHE 3a HECHOTBETCTBUE MPEABUJ pE3YJITaTUTE,
MOJIyYeHH TPU CKPUHHMHIA, BUHArM C€ MPOBEPSBAT 4Ype3 IIbJICH
MOBTOPEH aHajlM3 Ha OpUTHMHAJIHATa Hpoba dYpe3 METOA 3a MOTBBp-
skaeHne. Tesw mpoOu moraT na ObJaT W3MON3BAaHM CHINO Taka 3a
OLICHKAa Ha Jena Ha (almmMBUTE pe3yiTaTH 3a HEChOTBETCTBHE. [Ipm
CKPUHHMHI METOJWTE JeNbT Ha (ajIIMBUTE pPE3yJTaTH 3a HECHOT-
BETCTBHE € YaCTTa OT PE3yJTaTHTE, MOTBBPJICHU KaTO ChOTBETCTBAILM
4ype3 MOTBBPAUTENICH aHAlM3, Karo IpH NPEIUIICH CKPHHUHT 32
mpobara ca OwiIM YCTaHOBEHHM CBMHEHHS 332 HECHOTBCTCTBHE.
OrneHkaTta Ha IMOJ3UTE OT CKPUHMHI MeToAa TpsibBa Ja ce OCHOBaBa
Ha CpaBHEHHME HA NpoduTe ¢ (aIIMBO HECHOTBETCTBHE C OOLIMS
Opoit Ha mpoBepeHnTe npodOu. ToBa choTHOmIEHHWE TpsiOBa pa Obue
JIOCTAaThYHO HHCKO, 33 Jla MOXKE H3IOJI3BAHETO HA CKPHHHHI METOJa
na ObJe OT ImoJisa.

ITpn BaymaupaHeTo OMOAHAIUTHYHUTE METOAM TPAOBa Ja MPEHOCTABST
BaJIM/IHA MHJMKAlMs 3a HUBOTO Ha TEQ, M34MCIICHO M M3pa3eHO KaTo
BEQ.

OcBeH TOBa NpH OMOAHATUTUYHUTE METOJH, NMPUIATaHU B YCIOBHS HA
MOBTOPSIEMOCT, BBTPEHIHOIa00paTopHOTO RSD, 00MKHOBEHO € Tm0-
Manko oT RSDy B ycioBus Ha BB3MPOU3BOAUMOCT.

CrnenuuyHN HM3UCKBAHUS MO OTHomeHne Ha Mmeroaute GC-MS,
KOMTO TPsiOBa [a ObAAT M3MbJIHEHH 3a IeJMTe HAa CKPUHHHIA
WIH NOTBBHPKIEHUETO

IIpuemnusu paznuku memxncoy 2opHoepanuyHume u OOIHOSPAHUYHUME
pesyimamu 3a WHO-TEQ

Pa3nukata MexJy TOpPHOIPaHMYHOTO M JOJHOTPAHHYHOTO HHUBO HE
Hajgumasa 20 % 3a INOTBBPXKIEGHME HAa HAJBUIIABAHETO Ha
MAaKCHMAaJIHO JOIlyCTHMOTO KOJIMYECTBO MM IIPU HEOOXOAMMOCT, Ha
npara.

Koumpon na ananumuynus 006us

3a ma ce BaquaMpa aHAINTHYHATA IPOLEIypa, OIle B CAMOTO Hayajo
Ha QHAIUTUYHUSI METOJ, HAmpumep npeau (asara Ha EKCTPaKUus, ce
no6aBsat BhTpemHn cranaaptu 3a PCDD/PCDF, mapkupanu c BCu
3aMeCTeHH ¢ xJop Ha 2,3,7,8 mo3uWmms, KakTO M BBTPEIIHU CTaHAApPTH
3a auokcuHononooun PCB, mapkupanu c 3c. JloOaBst ce Hail-mMalko
€/IMH KOHICHEpP 3a BCSKAa OT TETpa- 10 OKTAXJIOPUPAHHTE XOMOIIOXKHHU
rpynu 32 PCDD/PCDF u Haii-Manko eInH KOHI'eHep 3a BCSKa OT XOMO-
JIOKHUTE TPynu 3a jauokcuHonogobuute PCB (mnm Haii-manko eauH
KOHI'€HEep 3a BCsika W30paHa HoHo3amucBamia (pyHKIUS [IPU MACCIICKT-
pomerpusita 3a Habmomenne Ha PCDD/PCDF u anokcmHOMOI0O0HM
PCB). Ilpn meromute 3a TOTBBP)KICHHE C€ H3MON3BAaT BCHYKH 17
BpTpeliHd  ctanpapra 3a PCDD/PCDF, wmapkupanun c BC u
3aMecTeHH Ha 2,3,7,8 mo3uius, U BCHYKU |2 BBTPEIIHU CTaHAapTa 3a
nmuokcuHononobun PCB, mapkupanu ¢ 3¢,
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6.2.2.

6.2.3.

6.24.

6.2.5.

6.3.

6.4.

6.5.

3a KOHI'CHEPUTE, 3a KOUTO HE CC L[OﬁaBﬂ MapkKupaH ¢ 13C aHalior, CbpIIo
Tp}IGBa Ja ce omnpenacysaT OTHOCHUTCIIHUTE KO€(1)I/II_II/I€HTI/I Ha OTTOBOp
YUpe3 HU3IO0JI3BAHC Ha IOAXOASIN Kaﬂn6pnpa111n pasTBOpU.

3a Qypaku OT pacTHTENEH HPOM3XOA M (Qypaku OT KMBOTUHCKU
MPOM3X0/I ChC ChabpKaHWe Ha MasHuHH 1ox 10 % gobaBsHEeTO Ha
BBTPCIIHATE CTaHAAPTH TPAOBA 3a[BIDKMTENHO 1A Ce W3BBPIIM IIPEIH
eKCTPaKIUATA. 3a (ypakd OT KUBOTHHCKH HMPOHM3XOJ ChC ChIbPKAHHE
Ha Ma3HUHU Hajx 10 % BBTpELIHUTE CTaHIAPTH ce J00aBAT MU MpPeJH,
WIM  clel  eKCTpakiusATa Ha MasHuHuTe. EdukacHocTTa  Ha
eKCTpaKuuATa TpsOBa ga ObJe BaaMAMpaHA MO TMOAXOAAL HAYMH B
3aBHCHMOCT OT eTara, Ha KOWTO ca OmiaM 100aBeHN BBTPELIHUTE CTaH-
JlapTy.

Ipenu ananuza ¢ GC-MS ce npubapar 1 uam 2 cranpapTa 3a aHaju-
TUYHUS 100MB (cyporar).

W3uckBa ce 1a ce W3BBPIIBA KOHTPOJ HAa aHAIUTHYHUS 100uB. [lpn
METOJUTE 33 MOTBBPKACHUE CTOHHOCTHTE HA AHAIUTUYHUS TOOWB 3a
OT/EJHUTE BHTPEIIHU CTAaHIapTH TpsiOBa ja Obaar B mHTEpBana or 60
mo 120 %. JlomycTumMu ca TMO-HUCKH WM TIO-BHCOKH IPOICHTH Ha
AQHAJIUTHYCH JOOWB 3a OTICIHH KOHI'CHEPH, MMO-CIEIHATHO ONpPEIeICHU
XelnTa- ¥ OKTaXJIOPHPaHU ANOEH30-p-ANOKCUHU U AubeH3odypaHu, npu
YCIIOBHE Y€ Y4acTHEeTO UM B croifHOcTTa Ha TEQ He HamxBwpma 10 %
or obmara croitHoct Ha TEQ (Ha 6a3a cymata or PCDD/PCDF u
nuokcuHononobuure PCB). 3a ckpununar meroaute GC-MS ananu-
TUYHHUAT 100MB TpsiOBa aa e B jamanasona ot 30 mo 140 %.

Omcmpansasane na unmeppepupawu eeuecmed

— Ortaensuero Ha PCDD/PCDF ot untepdepupanyre XJIopupaHHu
CbEIIMHEHUs] KaTo HeauokcuHononoouun PCB u xnopupann aude-
HUJIOBM €TepU C€ H3BBLPIIBA 4Ype3 IMOAXOASIIN XpoMaTorpadcku
TEXHHKH (3a MHpEANoYuTaHe ¢ (hIOPU3MIOBA, ATYMUHHEBA H/HIN
BBIJICPOJHA KOJIOHA).

— OrensHeT0 Ha W30MEpHTE Ype3 ra3oBa xpomartorpadusi TpsOBa ma
opne < 25 % or mmk po mmk Mmexay 1,2,3,4,7,8-HxCDF
u 1,2,3,6,7,8-HxCDF.

Kanubpupane upez cmanoapmua xpusa

OOXBaThT Ha KaIMOpalOHHATAa KPHBA TPSOBA Jia MOKPHBA CHOTBETHUS
JMana3oH Ha MaKCHMAaJHO JOIYCTUMHTE KOJIMYecTBa WIJIM IIPAroBeTe.

Cneyuguunu kpumepuu no omuouleHue Ha memooume 3a NOMELD-
Jicoenue

— 3a GC-HRMS:

ITpu HRMS 00MKHOBEHO pa3ienuTesHaTa CoCOOHOCT € IO-ToJsiMa
win paBHa Ha 10 000 3a nenus macoB o0xBaT mpu MuHuMyM 10 %.

V3nbiaHeHWE Ha JAPYTHM KPUTEPHM 3a MACHTH(HUIMpPAHE U TOTBBP-
JKIaBaHE, OIMCAHM B MEXKIYHapOAHO NPHU3HATH CTAHIApTH,
nanpumep B cranpapt EN 16215:2012 (Dypaxu — Onpenense
Ha JMOKCUHH, AMOKCHUH-1oJoO0Hu PCBs m na muamkatopHu PCBs
gpe3 GC/HRMS) wn/unmm B mociiennara pemakiust Ha meroan EPA
1613 u 1668.

— 3a GC-MS/MS:
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7.1.
7.1.1.

MOHHUTOPUHI Ha Hal-ManKko 2 Crnenu(puYHH HOHA IPEKypCOpH,
BCEKH OT KOHMTO C €JIMH CIICIHAIICH HOH Ha MPEXOAEH MPOIYKT, 3a
BCHYKU MapKHpaHU M HEMAapKUPaHU aHAIUTH, NIPEIMET Ha aHAJIM3a.

MakcumaneH paspelnieH TOJIepaHC Ha OTHOCHUTEHUTE MHTEH3UTETH
Ha #oHa or * 15 % 3a u30paHum HOHM HA HPEXONEH MPOIYKT B
CPaBHEHHE C M3YUCICHHTE WJIM W3MEPEHUTE CTOMHOCTH (CpexHo
OT KaJMOpalMOHHUTE CTAHAAPTH), NPH NpUaraHe Ha HACHTHYHH
ycnoBust MS/MS, W mo-crenuansHO eHeprus Ha CcONbChKa o
HaJIIraHe Ha rasza npH cOIbChKA 32 BCEKH NPEXO]] Ha JIaJeH aHAJNT.

PaznenuTenHaTa CroCOOHOCT 3a BCEKH KBAaAPYION CE HACTPOiiBa Ha
no-jgo0pa WM paBHa Ha pa3JelUTeNHaTta  CIOCOOHOCT —Ha
eqUHMYHATA Maca (pas[eluTesHa CIOCOOHOCT Ha eIMHHUYHATA
Maca: JOCTaTb4YHA pa3[CIUTEIHA CIOCOOHOCT, KOSTO 1a OTACIH
eOUH OT JApYr ABa BbpXa Ha €IHA MacoBa CIUHMIA), 3a Aa Ce
CBEIAT [0 MHUHHMYM HHTEP(QEpPEHIHUTE BbPXY aHAIUTHTE OT
3HAYCHHUE.

V3nbiaHeHWE HAa APYTUTEe KPUTEPHM, ONHMCAHW B MEXKIYHApOIHO
NpU3HATH CTaHJAapTH, HanpuMmep B cranmapr EN  16215:2012
(dypaxu. OnpenensHe Ha AMOKCHHHM, NHOKCHH-On0o0HM PCBs n
Ha wHauKatopHn PCBs upes GC/HRMS) w/mm B mocnenHara
penakuus Ha Merogu EPA 1613 n 1668, ¢ n3kirodeHue Ha 3a7bi-
skeHueTo 3a m3non3BaHe Ha GC-HRMS.

CIIEHM®UYHHU H3UMCKBAHHMA 110 OTHOLWIEHHUE HA
BUOAHAJIMTUYHUTE METO/IM

BuoananutnynuTe MCTOAH Ca MCTOJM, OCHOBAHHW Ha M3IIOJI3BAHCTO Ha
OHOJIOTUYHH NPUHIUIN KAaTO KJICTBYHHU aHAJIU3U, PEHENTOPHU aHAIU3U
Ui MUMYHOAHAJIU3U. B mnacrosimiata Touka ce YCTaHOBsIBAT U3HUCK-
BaHMATA 110 OTHOIICHHE Ha OMOAHAJIMTUYHHTE MCTOJU KaTo IAJIO.

ITo npuHOMI TIPU CKPUHUHI METOJa JajeHa mpoda ce Kiacupuimpa
KaTo ChOTBETCTBAlIA Mpoda MM Kato npobda CbC ChbMHEHHE 32 HECHOT-
BETCTBHE. 3a Ta3W Lell HM34YMCIeHOTo HuBO Ha BEQ ce cpaBHsBa ¢
rpaHWYHaTa CTOMHOCT (BXk. Touka 7.3). Ilpobure chc croitHOCT TOX
rpaHUYyHaTa Ce ONPEACNIAT KAaTO CHOTBETCTBAINM, a 3a HPOOUTE ChC
CTOMHOCT, paBHA Ha TPaHMYHATA WJIM HAJ[ HEsl, UMa CbMHEHHUE 33 HECh-
OTBETCTBHE W C€ Hajara aHajim3 4pe3 METOJA 3a MHOTBhpxkIcHue. Ha
npaktika HHBO Ha BEQ, koero otroBaps Ha 2/3 0T MakCHMalHO
JIOIYCTUMOTO ~ KOJIMYECTBO, MOXE Jia TMOCIY)XH KaTo TpaHHYHA
CTOMHOCT, MpH YCIOBHE Ye € OCUTYpPEeH [sul Ha (aluBUTe
pe3yiratd 3a CBOTBETCTBHE 1O S5 % ¥ TNpPUEMIMB A1 Ha
(danmmBUTe  pe3yiaTaTd 32 HEChOTBETCTBHE. [lpu  pas3iuyHH
MakcumanHo gomyctumu KomwudectBa 32 PCDD/PCDF u 3a cymara
or PCDD/PCDF u anokcunonogobunte PCB npoBepkata Ha ChOTBET-
CTBHETO Ha MpoOu 0Oe3 paszensHe HAa YacTH M3UCKBA OMOAHAIM3BT Ja
uma noaxoxasm rpannudu croiHoctd 3a PCDD/PCDF. 3a rpanudna
CTOMHOCT TIpH MpOBEpKata Ha MPOOHTE, KOMTO HA/BHIIABAT IPAroBeTe,
MOXeE JIa MOCIYXH TOAXO/IAII MPOIEHT OT ChOTBETHHS TIpar.

AKO OpHUEHTHPOBBYHOTO HHBO ¢ u3paseHo B BEQ, pesynrature 3a
npobute cienBa ga ObJaT B paMKUTE Ha paOOTHMS 00XBar W ja
MpEeBHIABaT rpaHMiata Ha ortuynTaHe (BK. Touku 7.1.1 m 7.1.6).

OL{@HK[I Ha omeosopa Ha uscnedgamnemo

OO0mu U3UCKBAHUSA

— Ilpu u3uncisiBaHe Ha KOHICHTPALMUTE OT KaJMOpallMOHHA KpHBa 3a
TCDD croitHOCTHTE BBB BHCOKaTa YacT HAa KpHBaTa IIe MOKa3BaT
BHCOKA Bapuaius (BUCOK KoepuunueHt Ha Bapuamus (CV)).
PaGoTHusT oOxBar € oOmactra, B koaro CV e mom 15 %.
JlonHata rpaHMIia Ha paboTHMS 00XBaT (IpaHMIATA HA OTUYHUTAHE)
TpsiOBa a ObJe 3a7ajeHa Ha HUBO IIOHE TPU I'BTH HAJl PABHHILETO
MpY TPOLEIYPUTE ¢ npasHu npodu. ['opHaTa rpaHuiia Ha pabOTHUS
o0xBaT OOMKHOBEHO ce mpencrassi upe3 croiHoct EC, (70 % ot
MaKCHUMaliHa e(eKTHBHA KOHLEHTPALMs ), HO C TO-HUCKA CTOMHOCT,
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7.1.2.

7.1.2.1.

7.1.2.2.

ako B To3u obxBat CV e Hag 15 %. PaboTHuAT 00XBat ce ompenerns
10 BpEeME Ha BaIMIUPAHETO. ['paHMYHUTE CTOWHOCTH (BXK. TOYKa
7.3) TpsibBa 3amBIDKUTENHO Ja OBJaT B pPaMKUTE HAa pPabOOTHUS
0o0XBar.

— 3a cTaHJAapTHUTE Pa3TBOPH U EKCTPAKTUTE OT IPOOH Ce IPOBEXKIAT
TpH MM MOHE JBa aHanu3a. [Ipy NOBTOpHMTE aHaIM3U CTaH-
IOAapTHHAT Pa3TBOP WIIM KOHTPOIHHUAT €KCTPAKT, H3CICIBaHH B
MeXIy 4eTHPH M IIECT SIMKH, paslpenelicHH BbpXy JabopaTopHaTa
IUlaKa, JaBaT OTrOBOP WJIM KOHLEHTpalus (BB3MOXHO caMoO B
pamkuTe Ha paboTHus 00xBaT) Ha Oaza CV < 15 %.

Kanubpupane

Kanubpupane 4pe3 cranmapTHa KpuBa

— HuBara B npoOute ce OLEHSBAT 4Ype3 CpaBHsIBaHE HA OTTOBOpa Ha
n3cneBaHeTo ¢ KaiuOpanmonHa kpuBa Ha TCDD (umm PCB 126
nin cranaaptHa cmec ot PCDD/PCDF/ nnokcunononobuu PCB), 3a
ma ce m3uucau HuBOoTO Ha BEQ B excrpakra, a cieq ToBa U B
npobara.

— Kanubpaunonuure kpuBu chabpkar 8 g0 12 KoHueHTpaluu (IOHE
IIPU MOBTOPHUTE aHAJIM3U) C JOCTATHYHO KOHIIEHTPALMM B JOJHATA
yact Ha KpuBara (pabotHusi oOxBatr). TpsOBa na ce o0OBpHE
CHEIMATHO BHHMAaHHE HAa KauecTBOTO HAa CHOTBETCTBHETO Ha
KpuBarta copsiMo paborHusi oOxBar. IIpu oneHkara Ha cTeneHTta
Ha CHOTBETCTBHE NpPU HEIMHEWHA perpecusl CTOIHOCTTa R? kato
TakaBa MMa MaJKO WJIM HHKAakBO 3Ha4yeHue. Ilo-romsiMo cboT-
BETCTBUE CC IOCTHUTa 4Ype3 CBEKIAAHE O MHUHHMYM Ha pasjiikarta
MEXK/y M3UHCICHUTE M HaONIOJaBaHUTE HUBAa B pabOTHMS 0OXBaT
Ha KpUBAaTa, HAlpHUMep 4pe3 CBEXAAHe J0 MUHUMYM Ha cOopa OT
KBAJIpaTUTE HA OCTATBLUTE.

— BrociencTBue OLEHEHOTO HHBO B eKCTpakrta OT mpodara ce
Kopurupa 3a HuBoTo Ha BEQ, m3umcieHo 3a mMaTpuila wid mpasHa
npoba pasztBopuTen (3a Ja ce B3eMaT MPEABHJ NPUMECHTE OT
U3M0JI3BAHUTE PA3TBOPUTENN M XUMHKAIH), KAKTO M 3a CKCIepH-
MCHTAJIHO MU3MCPEHUSA aHAJTUMTUYCH L[O6VIB (I/I3LII/ICJ'ICHO OT HHMBOTO
Ha BEQ Ha momxomsu pedepeHTHH NpoOH C MHPEICTaBUTCIHH
MOJIe/I Ha KOHTEHepa OKOJIO MAaKCHMAJIHO JOMYCTHMOTO KOJIH-
YeCTBO WJIM Tpara). 3a W3BBPILIBAHE HAa KOPEKIHs 3a aHAJIUTHYCH
JOOMB EKCIIEPUMEHTATHO HM3MEPEHHSAT aHAIUTHYCH JOOMB TpsiOBa
na Oble B paMKuTe Ha HeoOxoxmmwus oOxBar (Bxk. Touka 7.1.4.).
PedpepentHute mnpoOM, KOUTO C€ U3MOJN3BAT 3a KOpPEKIHs 3a
aHAIMTHYeH J00KMB, ClieJiBa Ja OTroBapsT Ha W3HUCKBAHUATA,
MMOCOYEHU B TOuKa 7.2.

Kanubpupane ¢ pedepeHTHH 1podu

Karo anrepnatmBa MOKe Ja ce H3IOJ3BAa KalMOpAllMOHHAa KpHBA,
CbCTaBeHa BB3 OCHOBA Ha IIOHE YETHPH pedepeHTHH npodu (BiK.
Touka 7.2.4): enHa mpasHa mpoda OT MaTpHIla IUIFOC TPH pedepeHTHH
npobu cbe croitHocT 0,5, 1 ¥ 2 BT HUBOTO Ha MAKCHMAJIHO JOITyC-
TUMOTO KOJHMYECTBO WM IIpara), KaTo Taka HE Ce Hajara KOPEeKIWs 3a
npasHa npoba M 3a aHaIMTHYEH J00MB, aKO CBOMCTBAaTa Ha MaTpUIATA
Ha pedepeHTHHTE NpPOOHM CHOTBETCTBAT HA TE3M HA HEM3BECTHUTE
npobu. B To3u ciyuail OTrOBOpPBT Ha M3CIIEBAHETO, CHOTBETCTBAILL
Ha 2/3 OT MaKCHUMAJHO JOMyCTHMOTO KOJMYECTBO (BXK. Touka 7.3),
MOXe 1a ObjJe W3YMCICH NPSKO OT Te3M MpoOM M Ja ObJe M3IO0N3BaH
KaTo IpaHWYHA CTOMHOCT. 3a TpaHWYHA CTOWHOCT NpPHU TpOBEpKaTa Ha
npoOuTe, KOUTO HAJBHIIABAT MPAroBeTe, €€ H3IM0JI3Ba OIXOMISI
HPOLEHT OT TE3H Iparose.
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7.1.5.

7.2.

7.2.1.

7.2.2.

Otnenno onpenensine aa PCDD/PCDF u nuokcuHuoO-
nognobuute PCB

Excrpakture ~ morar  ja  ObaaT  pasjgereHM  Ha  4acTH,
ceappkam  PCDD/PCDF  u  aumokcuHomomo6nu  PCB,  koeto
mo3BoJisiBa otuuTaHe Ha HuBata Ha TEQ (u3pasenn kato BEQ)
nootaentHo 3a PCDD/PCDF u 3a anokcunonogo6uutre PCB. 3a mpen-
MOYMTAHE € JIa CE W3MO0JI3Ba KannOpaluoHHa KpuBa che ctanmapt PCB
126 mpu oreHkara Ha pe3yNTaTUTE 3a YacTTa, KOSATO ChABPIKA JUOKCH-
noronooun PCB.

EKCHEepHMEHTAaNlHO H3MCPCHH AHANIHUTHYHH AOOHUBH
npu OmoaHanms

,,EKCIIepUMEHTAIHO W3MEpEHUST aHAINTHYEH JO0O0MB NpH OuoaHanmm3™
ce W3YMCISABA OT MOJAXOIAIIM peepeHTHH NpPOOH C IPEICTAaBUTEIHH
MOJICJIM Ha KOHTEGHEPH OKOJO MaKCHMAJHO JOIYCTHMOTO KOJIMYECTBO
WIN TIpara M Ce W3passBa KaTo NPOLEHT oT HuBoTo Ha BEQ cnpsmo
muBoro Ha TEQ. B 3aBucUMOCT OT BHIa Ha aHajaW3a W Ha W3IMOJ-
3ganute TEF (1?) pasimuxure mexnay ¢axropure TEF u REP 3a amok-
cuHonoo0uuTe PCB Morar na noBeiaT 10 HUCKH EKCIIEPUMEHTAIHO
W3MEpPEHN AaHWMMTHYHU J0OMBHM 3a JuokcuHomonobnure PCB B
cpapuenne ¢ PCDD/PCDF. CrenoBatenHo, ako ce H3BbPIIBA
otmento ompexnensine Ha PCDD/PCDF u Ha IHOKCHHONOAOOHHUTE
PCB, excnepuMEHTAIHO W3MEPEHHAT aHAIUTUYEH JOOWMB  IIpH
Ouoananu3 e: 3a auokcuHonomoonun PCB — ot 20 mo 60 %,
3a PCDD/PCDF — ot 50 no 130 % (uHTepBamure ce HpuiaraTr 3a
kanuOpannonHara kpuBa 3a TCDD). Twit kato nembT Ha JUOKCHHO-
nogoouure PCB B cymata or PCDD/PCDF u nuoxcunonompo6nun PCB
MOXE Ja Bapupa MEXIy Ppa3IM4HUTE MATpUIM M NPOOH, EKCIepH-
MEHTATHO M3MEPEHUAT aHAJIUTHYCH JOOWB IpM OMOaHaIM3 3a cymara
or PCDD/PCDF u nuokcunononoouu PCB oTpassiBa Te3u pasiuku u
TpsiOBa na Obae mexay 30 % u 130 %. Besko oTpaxkeHue Ha mpepas-
TIIEJAaHUTE B 3HaUMTeNIHa cremeH croiiHoctn Ha TEF BBpXy 3akoHOna-
tenctBoTo Ha Chio3a, cBbp3ano ¢ PCDD/PCDF u auokcuHOMoOmo0HUTE
PCB, m3uckBa mpepasriiexnaHe Ha Te3W HHTEPBAJIH.

KOHTpOJI Ha aHAIUTHUYHUA [[O6I/IB npu Nmpe4dyucTBaHC

3arybaTa Ha ChEJMHEHHMS MO BpPEME Ha MPEYUCTBAHETO TpsiOBa 1a Obie
npoBepeHa npu Banuaupanero. [Ipasna npoda, kbM KosTO € no0aBeHa
CMeC OT pa3fMYHHUTEe KOHIEHEpH, ce IMojyulara Ha mpedyrcTBaHe (Haii-
Majiko n = 3), a aHAIUTUYHUSIT JOOMB M BapUALMUTE CE MPOBEPSIBAT
4ype3 METoJ| 3a MOTBBbPXKICHUE. AHAIUTHYHUIT TOOUB TpsiOBa 1a Obie
mexay 60 % u 120 % ocobeHo 3a KOHIeHepH, YMITO 51 B HUBOTO HA
TEQ B pasnuunu cmecu e Hax 10 %.

I'panuna Ha oTUUTaHE

Ilpn orumrtane Ha paBHMIiata Ha BEQ rpanumata Ha orunTane ce
ompenenas OT CbOTBETHHTE MAaTPUYHM IPOOM, KOMTO BKJIIOYBAT
TUIUYHU MOJENU HAa KOHI'€HEpHU, a He OT KaauOpalMOHHATa KpHBa Ha
CTaHJAPTHTE MOPaJX HUCKAaTa MPELU3HOCT B JOJIHATA YacT Ha KpHUBara.
B3ema ce mpenBuj BB3IEHCTBHETO HAa €KCTPAKLMATA U HA IIPEUUCT-
BaHeTo. ['paHMIaTa HA OTYMTAHE C€ YCTAHOBSBA IIOHE TPU IBTU HaJ
HHMBOTO IIPU NPOLELYPUTE C Mpa3HU Ipodu.

Usnonseane na peghepenmmuu npobu

Pedepentaute mpoOM MpeACTaBISIBAT MATPUYHHA TPOOU, MOJETH Ha
KOHI'€HepH ¥ [uana3oHn Ha koueHrpamus 3a PCDD/PCDF u mnokcu-
Hononobun PCB okomo MakcHMaiHO AOMYCTHMOTO KOJHWYECTBO WIIH
npara.

BbB BCsika cepusi OT HM3MMTBAHHUSA Ce BKIOYBAa MpasHa mpobda OT
MaTpuila, a KOraro TOBa HE € BB3MOXXHO — MpOIeaypa C MpasHa
npoba, KakTo U pedepeHTHa Mpoba ¢ HHUBO, PABHO HA MAKCHMATHO
JOMYCTHMOTO KOJMYECTBO WM Ha mpara. Te3d mpoOM ce momiarat
Ha CKCTPAKIMsI M Ce M3CIEeIBAT 10 €IHO M CHIIO BPEME MPH CAHAKBU
ycnoBusi. PedepentHara mpoba criefBa ga MOKaXXe MHOTO TO-SICEH
OTTOBOp B CpaBHCHHE C TpasHara mpo0a, KaTo MO TO3W HAYMH Ce
rapaHTHpa MPUTOJHOCTTAa HA W3MHTBAaHETO. Te3m mpoGH Morar aa ce
M3M0JI3BAT 338 KOPEKIHs 3a Mpa3Ha Mpoba M 3a aHAIUTHYEH T0OWB.

('?) Hacrosimure nsucksanusi ce 6asupar nHa TEF, myGaukysanu B: M. Van den Berg et al,

Toxicol Sci 93 (2), 223-241 (2006).
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7.2.3.  PedepentHure mpodu, KOUTO ca M30paHH 32 KOPEKIHs 32 aHATUTHYCH
060uB, TpsOBa na OBJAT MPEICTABUTEIHH 110 OTHOIICHHWE HA IpoouTe
3a M3MHUTBAHE, KOSTO O3HAYaBa, Y€ MOJCIIUTE HA KOHICHEPHTE HE MOXKE
I1a BOAAT IO IOJIEHsSBAaHC Ha HHUBATA.

7.2.4. Ilpu KOHTpoJa HA MAKCHMAIHO IOMYCTHMOTO KOJHYECTBO WM IIpara
MOrar Ja ce BKIIOYaT [JOIBJIHUTEIHH peQepeHTHH IMpodH CbC
croiiHocTH Hanpumep 0,5 U 2 BT CTOMHOCTTA Ha MAKCHMAITHO JIOITyC-
TUMOTO KOJIMYECTBO WIIM TIpara ¢ Lell yCTaHOBsIBaHE e(eKTUBHOCTTA Ha
M3MUTBAHETO B MHTEpBaJa OT 3HayeHHe. ChueTaHu, Te3u MpoOH Morat
Jla ce M3IOoN3BaT 3a M3YMCisiBaHe Ha paBHHIata Ha BEQ B mpobute 3a
n3nuTBaHe (BX. Touka 7.1.2.2).

7.3. Onpeodensne Ha 2paHuyHu CMOUHOCMU

VcTaHOBsIBa ce  BpB3KATA MEKIY OHOAHAJIUTHYHHTE pPE3yJTaTH,
m3pazenu B BEQ, u pesynrature OT MeTOOUTE 3a IMOTBBP)KICHUE,
mpazenn B TEQ, Hanpumep upe3 KkanuOpalMOHHU EKCIIEPUMEHTH,
IpH KOMTO CE OTYMTA BIUSHHETO HA MaTpUIaTa BBPXY KaauOpawu-
OHHHTE MpPaBU M KOUTO BKJIIOYBAT peepeHTHH Npodu c pobaska 0,
0,5, 1 m 2 ObTM MaKCUMaJHO JONMyCTUMOTO KOJHMYECTBO ¢ 6
MOBTOpeHHs1 Ha Bcako HUBO (n = 24). KoeduumeHrure 3a Kopexius
(3a mpasHa npoba M 3a aHAIUTHYCH JO00MB) MOrar Jia ObJaT OLCHEHU
Bb3 OCHOBAa Ha I[IOCOYCHATA Bpb3Ka, HO T¢ TpsiOBa na ObAT IpoBe-
psIBaHM B CBHOTBETCTBHE C Touka 7.2.2.

I'paHnuYHKUTE CTOMHOCTH CE yCTaHOBSBAT C OIJIE]| B3€MaHE Ha PEIICHHE
3a CHOTBETCTBHETO Ha MHPOOHTE CHPSIMO MaKCHMAajHO JOIyCTHMHUTE
KOJIMYECTBA MIJIM 332 KOHTPOJ Ha MHparoBere, ako € OT 3HAaueHHe, KaTo
CHOTBETHUTE MAaKCHMAJIHO JOIyCTHMHU KOJHMYECTBA WM IIparoBe ce
3agaBar uiad nootraenHo 3a PCDD/PCDF u 3a JMOKCHHOIIOJOOHHUTE
PCB, wmm 3a cymata or PCDD/PCDF u amoxcunononoouure PCB.
Te3u cToifHOCTH ca NPEACTaBeHH 4pe3 donrama KpaiHa TOUKa Ha pasil-
peleNIeHNeT0 Ha OMOAHAINTHYHUTE PE3yNTaTH (KOPUTHpPAHM 3a Ipas3Ha
npoba ¥ 3a aHAJWTHYCH JO0OMB), CHOTBETCTBANlA HAa KpPUTHYHATA
rpaHulia IpH METOJa 3a MOTBBPIKICHHE Bb3 OCHOBA Ha 95-NpoOIeHTHA
JIOBEPUTEIHA BEPOSITHOCT, KOETO Mpearnoiara IMpoUeHT Ha (alluBUTe
pesynratu 3a cboTBeTcTBUE < 5 %, M npu RSDgi < 25 % Kpurtnunara
rpaHdla MpUd METoJA 3a HOTBBPIKICHHE € MaKCHMAJIHO [OIyCTHMOTO
KOJIMYECTBO, KATO CE& OTYMTA pa3lIMpeHaTa HEONpeNeIeHOCT Ha U3Mep-
BaHETO.
I'pannunara croitHoct (m3pazeHa B BEQ) moxe na Obae w3umcieHa B
CHOTBETCTBUE C HSAKOH OT IMOAXOJUTE, U3JI0KeHH B Touku 7.3.1., 7.3.2.
u 7.3.3. (Bx. rpaduka 1).

7.3.1. Uznom3BaHe Ha Ooinama TpaHHWIA HAa 95-IPOIEHTHUS HWHTEpBal Ha
HpeIBIWKIAaHe MMPU KPUTHYHA TPAHULA TPU METOJA 3a IOTBBPIKICHHE

I'pannyna croitHocT = BEQpL —Syx X tof—m-2 \/1/;1 +1/m+ (x; —E)Z/Qxx

KBJCTO:

BEQpL BEQ cborBercTBa Ha KpUTHYHATA TI'paHMLA
[P METO/a 3a MOTBBPXKACHHUE, KOATO Ipel-
CTaBJIsIBA MAaKCHMAaJHO JIONMYCTHMOTO KOJIU-
YeCTBO IpH OTYHTAaHE Ha paslIUpeHaTa
HEOIPEJICIICHOCT Ha N3MEPBAHETO

Sy.x OCTaThbYHO CTaHIAPTHO OTKJIOHCHHE

taf=m2 koepumment Ha CriogpHT(00 = 5 %, f =
CTENCHU Ha CB00O0JA, IHOCTPAHHH )

m 001 Opoit KanMOpaMOHHN TOYKH (MHAEKC j)

n Opoil MOBTOpPEHHS Ha BCAKO HHUBO

X; KOHIIEHTpaIus Ha mpobata (m3pazeHa B TEQ)
B KanuOpalMOHHA TOYKa i, ONpeesieHa upe3
METOJI 33 MOTBBPIKACHUE

; CpeiHa  CTOMHOCT HAa  KOHLCHTpAIMUTE

(mpasena B TEQ) nHa Bcuuku KamuOpa-
LIMOHHU 1TPOOU

m —\2 PR
Qxx = ijl(xI -X) mapamMeTpp 3a Cymara Ha KBaapar, 1 =
WHJICKC 33 KaJuOpalnnoHHa TOYKa 1



02009R0152 — BG — 04.04.2024 — 009.001 — 144

W3uncnsiBane Bb3 OCHOBA Ha OMOAHAIMTHYHH Pe3ysTaTd (KOPUTHPAHU
3a mpas3Ha npoba M 3a aHAIUTHYCH J0OMB) OT MHOXECTBO AHAJM3H HA
npobu (n > 6), 3aMbpCeHH Ha HHMBOTO Ha KPUTHYHATAa TPaHHULA IIPU
METO/la 3a MOTBBPIKACHHUE, KATO JoiHama KpailHa TOYKa Ha pasrpee-
JICHWETO Ha JAaHHWTE TMPH CHOTBETHATa OCpeJHEeHa CTOHHOCT Ha BEQ:

I'pannuna croitnoct = BEQpp — 1,64 x SDgr

KBJETO:

SDr  CTaHZapTHO OTKJIOHEHHE HAa PE3yJTaTUTE Ha OuWoaHanm3a Mpu
BEQpr, u3MepeHO B YCIOBHs Ha BBTPEIIHOIA0OpaTOpHA
BB3MPOU3BOAUMOCT

H3uncnsiBaHe KaTo CpeHA CTOMHOCT Ha OHOAHAIUTUYHU PE3yITaTH
(u3pazenn B BEQ, xopurupanu 3a mpasHa npoda M 3a aHAJIUTUUCH
J0OUB) OT MHOXECTBO aHaIM3u Ha mpobu (n > 6), 3aMbpCEHU Ha
HHBO 2/3 OT MaKCHMAaJHO JOIyCTHMOTO KOJIMYECTBO WIIH IIpara, Kato
ce MMa IpeIBHA HAOIIONCHHETO, 4Ye TOBA HHUBO INe OBIE OKOJIO
rpaHUYHaTa CTOMHOCT, OIpejeNeHa ChIiacHo Touka 7.3.1 wmm 7.3.2.

W3uncnsBane Ha IpaHUYHH CTOWHOCTH BB3 OCHOBA Ha 95-mporieHTHA
ILOBepI/ITeJ'[Ha BepOHTHOCT, l'lpl/l KOCTO ACJIBT HaA q)aJ'ILLlVlBI/ITe pe3ynTaTu
Ha choTBeTcTBUE € < 5 %, a RSDR e < 25 %:

1. oT dornama rpanuna Ha 95-MPOIEHTHUS MHTEPBAI HA MPEIBIKIAHE
NPY KPUTHUYHATA TPaHULA NPH METOJA 3a MOTBBPKICHHE.

2. OT MHOXKECTBO aHAIIM3U Ha mpodu (n > 6), 3aMBbpPCEHN HAa HUBOTO Ha
KPUTHYHATA TPaHULA NIPU METOJA 3a MOTBBPIKACHUE, KaTO JoHama
KpaifHa TOuYKa Ha pa3MpeieNICHHETO Ha JaHHWUTE (IPEACTaBeH Ha
rpadpuka 1 dYpe3 KamOaHOBHAHA KpHBa) TMIpH CHOTBETHATA
ocpenHeHa croiiHocT Ha BEQ.

I'pajuxa 1
peayntatv (BEQ) L’ Y -
,
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Huso va  Marc.Kputiina peaynrary or HRGC/HRMS (TEQ)
AeRCTBHE  HMBO TPaMuua

OrpaHuyeHusi 3a TPAHUYHUTE CTOWHOCTH

I'pannunute croitHocTn Ha 6a3a BEQ, xouro ca m3unciern or RSDg,
MMOCTUTHATO TI0 BpeMe Ha BAIUIMPAHETO MPH M3IOJI3BAHE HA OTpaHUYEH
Opoii MpoOH ¢ pa3IMIHN MOJCIH Ha MAaTPUIINTE/KOHTCHEPUTE, MOTaT J1a
ObJaT TO-BUCOKM OT MaKCHMAlHO JOMYCTHMUTE KOJHYECTBA WU
nparopere Ha ©0aza TEQ mopamu mo-roiasiMaTa MPENU3HOCT B
CpaBHEHHE C MOCTUTaHATa NPU PYTHHHH YCIOBHUS, NMPHU KOWTO TPsSOBa
la ce KOHTPOJIMpa HEU3BECTEH CIEKThP OT BB3MOKHHA MOJETH Ha
KOHTeHepu. B TakuBa ciyyan TpaHMYHHTE CTOMHOCTH C€ HM3UMCIISABAT
npu RSDg = 25 % winm, 3a nmpennountaHe — Ha 2/3 0T MakCHMaJHO
JIOTyCTUMOTO KOJHMYECTBO WJIM Mpara.
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7.4.

7.4.1.

7.4.2.

7.4.3.

7.4.4.

7.4.5.

7.4.6.

7.4.7.

7.4.8.

7.4.9.

8.1.

8.1.1.

Xapaxmepucmuku 3a oyenxka Ha egexmusHocmma

Twit KaTO mpu OMOAHATMTHYHUTE METOAM HE MOTaT Ja Ce M3IO0JI3BaT
BBTPEIIHN CTaHAAPTH, 32 Ja Ce MOoJy4yaT JAaHHH 3a CTAHAApPTHOTO
OTKJIOHEHHE B pAMKHTE Ha H3NUTBAHUATA M MEXIY pPa3IUuHUTE
CepHUH W3MUTBAHMS, CE M3BBPIIBAT M3IMTBAHMS 3a IOBTOPSEMOCT Ha
OuoanamutuyHuTe Mertoxu. IloBropsiemoctra TpsibBa na Obae mox
20 %, a BBTpEIIHOIA00pATOpPHATA BB3MPOU3BOAUMOCT — 101 25 %.
ToBa ce 6a3upa Ha m3uucieHure karo BEQ HuBa cien kopekuusi 3a
npasHa 1npoba M 3a aHAJIUTUYEH JOOUB.

Karo yacT oT mpoueca Ha BaluJuMpaHe cje/Ba Jia ce JOKake, ue upe3
U3CNEJIBAHETO CE€ IIOCTUIa pasrpaHMyaBaHe MEXIy IpasHa mpoba u
HHMBO, PAaBHO Ha I'PaHMYHATa CTOMHOCT, KOETO MO3BOJISIBA 1a C€ HJEH-
tuduuupar npobuTe HaJ ChOTBETHATAa I'PAaHMYHA CTOMHOCT (BXK. TOUKA
7.1.2).

Onpez{enm C€ MCIEBUTC CBEAUMHCHUA, BB3MOXKHUTEC I/IHTep(bCpCHI_H/II/I,
KaKTO M MaKCUMaJIHO HOITYCTUMHUTC KOJIMYECTBA B IIpa3HaTa Hp06a.

TIpOLEHTHOTO CTaHIAPTHO OTKJIOHEHHE B OTFOBOPA MJIM B KOHIIEHTpA-
LUsiTa, U3YMCICHAa OT OTrOBOpa (BB3MOXKHO caMoO B paboTHHs 00XBaT)
NpH TPUKPATHO OINpPEACNISIHE Ha EeKCTPakT OT 1poba, He MOXe Ja
HaaxBepa 15 %.

Hexopurupanurte pesynraté oT pedepentHara/pedepeHTHHTe T11pobda/
npo6u, nspasenn B BEQ (npasna npoba M Ha HUBOTO Ha MaKCUMAIIHO
JIOIyCTUMOTO KOJIMYECTBO MIIM Ha Mpara), ce M3MO0JI3BaT 3a OLEHKA Ha
eeKTHBHOCTTa Ha OMOAHAJIUTHUYHUS METOJ CIIPSIMO MOCTOSIHEH MEPHUOJ
OT BpeMe.

3a ;a ce rapaHTHpa, Ye aHAIM3UTE CE MPOBEXKJAT B CHOTBETCTBHE C
M3UCKBAHUATA, CE€ PETHCTPHPAT M MPOBEPSBAT JUarpaMu 3a KOHTPOJI Ha
Ka4ecTBOTO 3a INPOLEAYpUTE C Mpa3sHU HPOOM, KAKTO M 3a BCEKHU BUJ
pedepentHa mpoba; 3a mpoueaypUTe C MpasHU MPOOH IO-CIIEIHAIHO
TOBa C€ M3BBPIIBA [0 OTHOUICHNE HAa M3MCKBAHATa MUHMMAJIHA Pa3jInKa
CIPSIMO HMCKATa 4acT Ha pabOTHHUsI 00XBar, a 3a pe)epeHTHUTE MPOOH
— 10 OTHOIICHHE Ha BBTPEIIHOJA00paTOpHATa BBH3IPOU3BOAUMOCT.
[Ipouenypure ¢ mpasHM MpoOM ce KOHTPOJMpAT CTPUKTHO, 3a Ja Ce
n30erHaT (GajluBH pe3yJTaTH 32 ChbOTBETCTBHE IPU HPHCIIAJAHETO.

Pesynrature oT aHamM3MTE 4Ype3 METOAMTE 3a MHOTBBPIKICHHE Ha
npobu, 3a KOMTO MMa CbMHEHHE 3a HEChOTBETCTBHE, KAKTO M HA 2 —
10 % OoT CchOTBETCTBAIIMTE HA M3UCKBaHUATA Npodu (MUHUMYM 20
npobu 3a MaTpuua) ce chOMpaT W Ce M3MONI3BAT 3a OLCHKA Ha edek-
THBHOCTTa HAa CKPHHUHI MeToja M Ha Bpbikata mexny BEQ u TEQ.
Tasu 6aza raHHM MOXe Ja ObJie W3IOI3BAaHA 3a MOBTOPHATA OLEHKA Ha
IPaHUYHUTE CTOWHOCTH, KOUTO C€ NpHJIAraT IpH PyTUHHHUTE NPOOH 3a
BaJIMAMPAHUTE MaTPULIN.

EdukacHocTra Ha MeTosa Moxke jga ObJe J0Ka3aHa CBIIO M ype3
ydacTHe B KpbIOBM M3NUTBaHus. Pesynrtature OT mpoOHTE C KOHLEH-
Tpauusi HampuMep 10 2 IIbTU MAKCHUMAJHO JOIyCTUMOTO KOJIHMYECTBO,
QHAIM3UPAHU [IPU KPBIrOBUTE W3MUTBAHUs, CBLUIO Morar Ja ObaaT
BKJIIOYEHH IIPU OLEHSIBAHETO Ha Jesa Ha (aJIIMBUTE PE3yNTaTH 3a
CBOTBETCTBHME, aKo Jlaboparopusita [OKaxe CcBOSTa e(EeKTUBHOCT.
IIpobure tpsibBa na oOXBamaT HaH-4e€CTO CPEIIAHUTE MOJAENH Ha
KOHT€HEpH, KOMTO IPEJICTaBIsABAT PA3IMYHU U3TOUHULIU.

[Ipn WHIMACHTH TPAaHUYHUTE CTOWHOCTH MOTAT Ja ObJaT MOJJIaraHd Ha
MIPEOICHKA, KOSATO Ja OTpasu crennpuyHaTa MaTpUlla W Mojeia Ha
KOHTeHepa TPH KOHKPETHHS WHIHICHT.

NMPEACTABSHE HA PE3VJITATUTE
Memoou 3a nomewvporcoenue

Pesynrature OT aHamm3a cieiBa Jga BKJIIOYBAT KOJMYECTBATa Ha
oraenaute koureHepu Ha PCDD/PCDF wu mmokcuuomnomobouu PCB,
kato croiHocTuTe Ha TEQ ce or0ems3BaT Karo J0JHA TpPAHUIIA,
TOpHA TpaHWIA ¥ CPEIHA TPAaHHIA C [eJl Ja Ce BKIFOYH MaKCHMAIHO
BB3MOKHATA MH(OpPMAIMS TPH H3Pa3sBAHETO HA PE3yJITaTUTE, MO3BO-
JSIBAIla THIKYBAHETO WM B CHOTBETCTBHUE ChC CIEHU(BHUHUTE H3UCK-
BaHUS.
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8.1.4.

8.2.

8.2.1.

8.2.2.

8.2.3.

8.2.4.

8.2.5.

8.2.6.

8.2.7.

8.2.8.

8.3.

8.3.1.

OTuerbT BKJIOYBA HWHPOpPMAIMS 32 METOAA, W3ION3BAH  [PU
excrpaknusita Ha PCDD/PCDF u nnokcunonono6unte PCB.

JlaHHWTEe 3a aHATUTHYHKS JOOMB 33 OTACIHUTE BBHTPEUIHH CTAHIAPTH
Ce MPEACTAaBAT B CIIy4aWTe, B KOWTO AHAIUTHYHUAT JOOMB € H3BBH
00xBaTa, TMOCOYEH B TOYKa 6.2.5, KOraTo MaKCHMAIHO IOIMYCTHMOTO
KOJIMYECTBO € HAJBHUINCHO (B TO3M CIy4ail — QHAIMTUYHUS T00MB 3a
eIMH OT JBara T[OBTOPHM aHaiW3a) WIA B JPYyrd CJIy4ad [pd
MTOMCKBAHE.

Tbil KaTO NPU yCTaHOBSIBAHETO HA CHOTBETCTBHETO HA mpobara TpsiOBa
na Obje B3eTa NpeBHA paslliMpeHata HEONPEeIeHOCT Ha HU3Mep-
BaHETO, TO3U TMapamMeTbp TpsibBa mga Obae mpenacraBeH. Taka
HalpyMep, AaHAJIUTUYHUTE pe3yJTaTH ce oTd4uTar karo x +/- U,
KBJIETO X € QHAIUTHYHUAT pe3yntar, a U — pasmmpenara Heonpeje-
JICHOCT IIPU U3MEpBaHE, KaTo Ce U3I0J3Ba KOSe(YUIUEHT Ha MOKPUTHE 2,
KOMTO JaBa HHMBO Ha CHUTypHOCT OT okojgo 95 %. B cuyuaii
ye PCDD/PCDF wu amoxcunononobuute PCB ce ompenenst moot-
JIeNTHO, 3a pasllupeHara HeompeneneHoct Ha cymata or PCDD/PCDF
U jaunokcuHomnonoOHute PCB ce wu3mom3Ba cymara OT OLCHEHaTa
paslupeHa HEONpeJeNeHOCT Ha OTACIHUTE pEe3ylTaTd OT aHalu3a
Ha PCDD/PCDF u nHa auokcunonojgoonure PCB.

Pesynrarure TpsioBa na ObIaT U3paseHM B CHUIMTE CAMHUIM M Hai-
Majlko CbC CblUA Opoil 3Havemu uMQPU KaToO ONpejeTCHUTE C
Jupextusa 2002/32/EOQ MakCHMaJHO JIOIMYCTHMH KOJIUYECTBA.

buoananumuunu CKPUHUHZ Memoou

Pe3ynTaThT OT CKpHHHUHTA Ce M3pa3siBa Karo ,,ChbOTBETCTBAI" N ,,ChC
CBMHEHHE 3a HeChOTBEeTCTBHE™ (,,CbC ChMHEHHE™).

B nombiHeHne MoOXe Ja ce MPEACTaBU OPHEHTHPOBBYEH pPE3yNTar
3a PCDD/PCDF w/unmn 3a aumokcuHonopobuute PCB, wnspazeH B
BEQ, a e 8 TEQ.

IIpoGute, uMHTO OTrOBOp € MOJ IpaHUIIATa HA OTYMTAHE, Ce U3pa3siBaT
KaTo ,,ipoOM MOJ rpaHunaTa Ha otuutaHe. [Ipodute, YMiTO OTrOBOp €
HaJ paboTHMS O0OXBaT, Ce OTYMUTAT KaTo ,,HAaJBHIIABAIIN PaOOTHUS
00XBaT*, Karo KOJIMYECTBOTO, CHOTBETCTBAI0 HAa TOpHATa IpaHMUIIA,
ce npexacrass B BEQ.

3a BCEKM THI MaTpuyHa npoba B OTYETa CE MMOCOYBA MAKCHMAJHO
JIONYCTUMOTO KOJHMYECTBO WM IIpara, Ha KOETO/KOHTO ce Oasmpa
OLICHKATA.

B otuera ce mocouBa BUIBT HA M3IMOI3BAHOTO n3cJI€ABaHEC, IPUHIUIIBT,
Ha KOWTO TOH ce 6a31/1pa, KaKTO W BUABT Ha Ka.III/I6pI/IpaH€TO.

OrueTsT BKIIOYBA HWHPOPMAIMS 32 METO/A, M3MOJ3BaH  IPH
excrpakuusita Ha PCDD/PCDF u anoxcunonomoouute PCB.

Ilpn mpobu, 3a KOMTO WMa CHbMHEHHE 3a HECHOTBETCTBUE, OTYETHT
TpsiOBa 1a BKIIFOYBA Oelie)KKa OTHOCHO JCHCTBHsTA, KOMTO Aa Obaar
npeanpuern.  Konnentpammsta wHa  PCDD/PCDF  wu  cymara
or PCDD/PCDF wu nuokcunonomodonure PCB B mpobure ¢
MOBHUILICHN KOJIMYECTBAa TpsOBa 1a OBJAT ONpeaeTeHH/TIOTBBPACHU
4Ype3 METO]| 3a MOTBBPIKACHHE.

PESyJ'lTaTl/ITe 3a HECHOTBETCTBUE CE€ OTUUTAT CaMO aKO Ca MOJYYEHH OT
TIOTBBPAUTEIICH aHAJIU3.

DUBUKOXUMUYHU CKPUHUHZ Memoou
Pe3yJ’ITaT'LT OT CKpHHHHIA C€ MPEACTaBs KaTo ,,C'I)OTBGTCTBZ.HI“ U

,,ChbC CbMHEHHE 3a HEeCHhOTBETCTBHE™ (,,ChC CHMHEHHE ).

3a BCEKM THUI MaTpuyHa mpoda B OTYETa CE IMOCOYBA MAKCHMAJHO
JIOIYCTUMOTO KOJIMYECTBO HJIM IIpara, Ha KOETO/KOHTO ce Oa3upa
OIIeHKATa.
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8.3.3. OcBeH TOBa Morar ja OBIaT NpEJCTaBEHHU JIOMYCTHMH KOJIWYECTBA 3a

ornenaute koHreHepu Ha PCDD/PCDF u mmokcmnomomo6unm PCB,
OTYETEHU KaTO JOJIHA TPaHMIA, FOPHA IPAaHMIA M CPEIHA IPaHULA.
Pesynrarure TpsbBa Oa ObJAT M3pa3cHH B CHIIUTE CAMHHIM U Haii-
Malko CbC ChIIUA Opoil 3Hademm NU(PH KaTO ONpeAeIeHUTE C
Jupexrusa 2002/32/EOQ MakcHManHO JIOIYCTHMH KOJIUYECTBA.

8.3.4. JlaHuWTe 3a aHAINTWYHUS JOOMB 3a OTAEIHUTE BBTPEUIHU CTAHIAPTH

ce MpPEACTaBAT B CIydaWTe, B KOMTO AHAINTHYHUAT JOOMB € H3BBH
0o0xBaTa, IOCOYCH B TOYKa 6.2.5, KOraTo MaKCHMAJIHO JOIyCTUMOTO
KOJIMYECTBO € HAJBUILICHO (B TO3M CIIy4ail — aHAINTHYHUS OOMB 3a
eAMH OT JBara IIOBTOPHM AaHANIW3a) WIM B JIPyTH CIydaw IpH
TIOUCKBAHE.

8.3.5. B oruera ce nocousa npuinoxenusar GC-MS meroxn.

8.3.6. OruerpT BKIIOYBAa uHH(OpMaLMs 3a MeTOJa, M3MOI3BaH IIPH

excrpakuusita Ha PCDD/PCDF u nnokcunonono6unte PCB.

8.3.7. Ilpu npobu, 3a KOUTO MMa CHMHEHHE 33 HECHOTBETCTBHE, OTYETHT

TpsiOBa 1a BKJIIOYBA OEJeXKa OTHOCHO JEHCTBHATA, KOMTO 1a ObaaT
npeanpuerd.  Konuenrpaumsra wa PCDD/PCDF  wu  cymata
or PCDD/PCDF wu nuokcunononoouure PCB B mpobure ¢
MOBHIIEHN KOJMYecTBa TpsiOBa Ja ObAAT ONpeNeNeHH/TIOTBbPACHH
upe3 METOJ 3a MOTBBPIK/CHUE.

8.3.8.  Pemienue 3a HECHOTBETCTBHE MOXKE Ja ObJE B3ETO CaMO CIie/l MOTBBP-

JIUTEICH aHaIn3.

I'JIABA 111

NOATOTOBKA HA INPOBUTE U U3UCKBAHHUA 110 OTHOIUEHHUE
HA METOJIMTE 3A AHAJIM3, M3IIOJ3BAHHM 3A IEJWATE HA
OPUIHUATTHHUSA KOHTPOJI HA CbAbPKAHUETO HA

3.2

3.3.

*)

HEJUOKCHUHONIOAOBHU PCB BbB ®YPAKUTE

[puaoxuo mosae

M3uckBanusiTa, H3I0KEHH B HACTOAIATA IJiaBa, C€ MPUIAraT INpH
aHanu3a Ha Qypaku 3a LeMuTe Ha O(ULHAIHHS KOHTPOJ Ha ChABP-
’KQHHETO Ha HeanokcuHomnono6Hn PCB, kakTo M MO OTHOLICHHE Ha
IMOAroTOBKAara Ha l'[p06]/ITe U AQHAJIMTUYHUTE M3UCKBAHUA 3a JOpYyru
peryjatopHyd 1LEJM, BKJIIOYBAILA KOHTpPOJA, HW3BBPIIBAH OT OIepa-
TOpHUTE BBB (DYpaskHHS CEKTOp C LIEJ OCUTYpSIBAHC Ha CHOTBETCTBHE C
Pernament (EO) Ne 183/2005.

“plfl.]'lO)K]/lMl/l METOAM 32 OTKpUBaHe

I'azoBa xpomarorpadus/Enexrponoynassma nerekuus (GC-ECD), GC-
LRMS, GC-MS/MS, GC-HRMS wuin eKBHBaJEHTHH METO.IH.

I/IIleHTI/[q)l/l].[lflpaHe H NMOTBBPIKAaBaHE Ha AHAJIUTUTE OT 3HAYCHHE

Bpeme Ha OTHOCHTENHO 3aJbpKaHE CIPAMO BBTPEIIHHUTE CTaHIAPTH
WIM  pedepeHTHUTe CTaHAApPTH (IOMYCTHMO OTKIOHEHHE OT +/—
0,25 %).

OtnensiHe MOCPEACTBOM Ta3oBa Xpomarorpadus Ha HEAMOKCHHOIION-
ooaure PCB ot wuHTepdepupamuTe BellecTBa, IO-CHEIHAITHO
cbpBMecTHO enyupam PCB, oco0eHO ako KoiuuecTBaTa B NPOOHTE
ca B paMKUTE Ha 3aKOHOBO YCTAHOBCHUTE OrPAHUYEHHS U HECHOT-
BETCTBUETO TpsiOBa ja Obje moTBbpacHO (13).

M3uckBanus 1mo otHomeHue Ha TexHukute GC-MS

MOHUTOPUHI Ha Hal-MaJKoO MOCOYEHHTE HO-10iy Opoiku Moie-
KyJIApHH HMOHM MM XapakTePUCTHYHH HOHM OT MOJIEKYJISpPHHS
KITbCTEP:

a) aBa cneuuduyHu ¥ona 3a HRMS;

0) Tpu crneuupuuHn HoHa 3a LRMS;

Konrenepu, 3a KOMTO € YCTAaHOBEHO, Y€ YeCTO €IyHpaT CbBMECTHO, Ca HalpuMmep
PCB 28/31, PCB 52/69 u PCB 138/163/164. Ilpu GC-MS TpsibBa nga ce B3emar
NpE/BUI M BB3MOKHUTE MHTEp(EepeHIMH, NPUUUHEHH OT (ParMeHTH OT KOHIEHEpH C
M0-BUCOKO ChABP)KAHHE Ha XJIOP.
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3.4.

7.2.

7.3.

7.4.

Q)

(")

B) IBa crenuduuHM HOHA INPEKYpPCOpH, BCEKH OT KOUTO C €IUH
CHenualeH HOH Ha MPeXoJeH HpoIyKT 3a MS-MS.

MaxkcHMaIHO JOMYCTHM TOJIEPAHC 3@ MHTEH3HTETHOTO CHOTHOLICHHE 3a
n30paHUTE MacoBH (hparMeHTH:

OTHOCHUTENIHO OTKJIOHEHHE Ha WHTEH3UTETHOTO CbOTHOLICHHE Ha
u30paHn MacoBH (parMeHTH OT TEOPETUUHMS MHTEH3UTET WM Kanub-
pALMOHHMS CTaHAApT 3a 0a30BHs HOH (HAW-CHUIIHO IPUCHCTBALLMS
HaOJI01aBaH MOH) W 3a TOTBBPANUTEIHUS/TIOTBBPANTEIHUTE HOH/HOHNU:
+ 15 %.

W3uckBanus 1o otHomeHue Ha Texuukure GC-ECD

Pesynratute, KOMTO HAAXBBPISAT MaKCHMAIHO JOMYCTHMOTO KOJIH-
4yecTBO, TpsibBa Jga Obmar mnotBepacHd ¢ gBe GC  KomoHH ¢
HEMOBIDKHN a3y C pa3indHa MOJSIPHOCT.

I[oxasnal{e Ha eq)eKTl/lBHOCTTa Ha MeToaa

EdextuBHOCTTa Ha MeTO#A ce BalUaupa B JHala30Ha Ha MaKCHMAallHO
JIOMYCTUMOTO KoimdecTBO (oT 0,5 10 2 mhTM MaKCHUMAIHO JOITyC-
TUMOTO KOJIMYECTBO) C NMPUEMIIUB KOS(HUIMEHT HAa BapHalMs 3a MOBTa-
psAmmTe ce aHaIM3M (BXK. M3UCKBAHUS 3a MEXKIMHHA HPEIU3HOCT B
TouKa 9).

Fpalmua 3a KOJIMYECTBEHO oIlpeaesisine

Cymara ot LOQ (%) 3a memmokcunonono6uure PCB He TpsiGBa na
ObJie MO-BHCOKa OT 1/3 OT MakCHMaHO JOMyCTUMOTO KosudecTBo (7).

KonTpos Ha kayecTBOTO

PeoBHM KOHTPOJIHM M3MHUTBAaHMS HA MPasHH MPOOH, aHAIW3 Ha MpooH
c pobaBka Ha pedepeHTeH Martepuan, OpoOM 3a KOHTPOI Ha
Ka4eCTBOTO, YYacTHC B MEXAylabOpaTOpHH H3CICABAHHUSA 3a CHOT-
BETHUTEC MaTPHILIH.

KOHTpOJ’l HA AHAJUTHYHUS T00UB

M3noms3Bar ce moaXomsIu BBTPCIIHU CTaHOApTH C q)I/ISI/IKOXI/IMI/I'-IHI/I
CBOﬁCTBa, CpaBHUMHU C TE€3W Ha AaHAJIUTUTE OT 3HAYCHHC.

JloGaBsiHe Ha BBTPEHIHM CTAHAAPTH:
JloGaBsiHe KbM NPOIYKTH (PN EKCTPaKLUUsTa U MPEYHCTBAHETO).

WM3uckBaHus MO OTHOIIEHHE Ha METOAUTE, IIPU KOUTO C€ HU3I0JI3BAT
BCHYKH IICCT HM30TOITHO 6CH${33HI/I KOHI'CHEpU Ha HCZ[I/IOKCI/IHOHOZ[O6HI/I
PCB:

a) pe3yJTaTUTe Ce KOPHUIUparT 3a aHAIUTHYCH NOOWB HPH BHTPEIIHH
CTaHAAPTH;

0) aHAIUTUYHMAT JOOMB HPU  HM30TONMHO  OEis3aHM  BBTPEIIHU
crangaptu e mexay 60 u 120 %;

B) JOIyCTHMMa € MO-HHCKa WM II0-BHCOKA CTENCH Ha aHAJIUTHYCH
JIOOUB 33 OT/JEJIHH KOHICHEpPH, IPH KOUTO YYaCTHETO B CymaTa OT
mectre HeauokcuHononooun PCB e mox 10 %.

M3uckBanus Mo OTHOIIEHWE Ha METOAUTE, IIPU KOUTO HE BCHUYKH HICCT
M30TOIHO OelsI3anu BBTPCIIHU CTaHdapTa C€ H3IM0J3BaT, WKW IIpU
KOUTO C€ HM3IMOJ3BAT APYTHW BBTPCIIHU CTaHOAPTHU:

a) aQHAIUTUYHUST JOOMB 33  BBTPEIIHMS/BBTPCUIHUTE  CTaHAApPT/
CTaHAApPTH Ce KOHTPOJHMpa 3a BCsAKa mpoda;

0) aHAIUTUYHMAT JOOMB 32  BBTPELIHMSA/BBTPEIIHUTE  CTaHIApT/
cranaapta e Mexay 60 u 120 %;

B) pe3yJTaTUTe Ce KOPUIUpaT 3a aHAIUTHYEeH JOOUB IPH BBTPEILIHU
CTaHIapTH

Korato e uenecho0pa3Ho ce cra3Bar MPUHLMINTE, OMKCaHu B ,,Hacoku 3a nmpubamu3u-

TeaHoTo m3umciasBane Ha LOD u LOQ 3a m3MepBanust B 00iacTra Ha 3aMbPCHTENINTE
BbB (ypaxure n xpanute® (https://data.europa.eu/doi/10.2787/8931).

IIpenopbuYMTEIHO € JeNbT Ha HUBOTO HA pearcHTa IHpH IpasHa mpoba B HUBOTO Ha
3aMBpCHTENsT B AajeHa mnpoba ma Obae mo-HuchK. JlaGoparopusrta € OTrOBOpHA 3a
KOHTpOJIa Ha BapHalysATa B HUBATa IPU MPAa3HH MPOOH, W MO-CIELHMATHO aKO HHBATA
[pyu mpasHa mpoba ce MmpucHagar.
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7.5. AHaNMUTHYHUAT 00MB NpH HeOelsI3aHu KOHI'€HEpH Ce MpOoBepsiBa 4pe3
npobu ¢ n00aBeH peepeHTeH MarepHan WM IpoOH 3a KOHTPON Ha
KauecTBOTO C KOHIEHTpAlMH B JMala3oHa Ha MAaKCHMAlHO JIONyC-
TUMOTO  KOJMYECTBO. AHAQIMTHYHHAT J0OMB 32  MOCOYCHHTE
KOHI'€HEpPH C€ CUHUTa 3a NPHEMIIHB, Korato ¢ mMexay 60 u 120 %.

8. H3uckBaHMsl M0 OTHOLIEHHE HA J1adopaTopuuTe

B crotBerctBHE C pasmopendute Ha Permament (EC) 2017/625 nabo-
paropunte TpsiOBa Jga OBJAT aKpeJUTHPAHW OT MPU3HAT OPraH,
nelicTBan B choTBeTcTBUE ¢ PnKoBOscTBO 58 Ha ISO/IEC, ¢ men na
ce rapaHTHpa OCHUTYpsiIBAHE Ha KadyecTBOTO mpu aHanusute. Jlabopa-
TopunuTe TpsAOBa JAa OBJAT AKPEAUTHPAHH B CHOTBETCTBHE ChC
cranpapt EN ISO/IEC 17025. OcBen ToBa ce cra3Bar MPHHIHITATE,
onucaHu B ,,TeXHUYECKH HACOKH 3a MPUOIM3UTETHOTO H3YHCISIBAHE
Ha HEOMNPE/ENICHOCTTa Ha HW3MEPBAHETO M HAa TPAHHUIUTE HA KOJH-
YECTBEHO ONpeeNsHe 3a neiuTe Ha anamuza Ha PCB* (16).

9. XapakTepuCTHKM 32 OLEHKa Ha e(eKTHBHOCTTa: KPHUTEPHH 3a
cymarta oT HeguokcuHonoxoonnte PCB Ha HMUBOTO HA MaKCHMAJTHO
JAONYCTHMOTO KOJIMYeCTBO

MaCCHCKTpOMCTpHX C HM30TOIHO

paspencane (¥) Jlpyri TEeXHUKH

VcrtunnocT -20 % mo +20 % =30 % mo +30 %
Mexaunnaa npeuusHoct (% <15% <20 %
RSD)

Paznuka  mexamy — m3umc- <20 % <20 %

JICHHETO 3a TOpHa M JOJHA
TpaHuIa

(*) W3uckBa ce u3MOI3BaHEe Ha BCHYKU IIECT MapKHupaHu C ]3C AQHAJIO3W KaTO BBTPEUIHU CTaHIapTH

10. IIpencraBsiHe Ha pe3yJaTaTuTe

10.1. Pesynrature oT aHanmmM3a cieiBa Jla BKJIIOYBAT KOJMYECTBaTa Ha
oTaeiHUTe HeauokcuHononoOHn PCB u cymara Ha KOHTreHepuUTe Ha
PCB, oruerenm karto JojJHa TpaHUIa, TOpPHA TpaHUIAa U CpeIHa
TpaHMIa C LN Ja Ce BKIIOYM MaKCHMAaJIHO BB3MOXKHATA HH(pOpMAIUs
MIpU HU3pa3sBaHETO Ha pPE3yJNTaTHTE, MO3BOJISBAIA THIKYBAHETO UM B
CHOTBETCTBHE CHC CHELU(PUYHUTE H3UCKBAHMS.

10.2. OTuerhT TpsiOBa Ja BKJIIOYBA [aHHH 3a METOJA, H3MOJI3BaH 3a
excrpakuusi Ha PCB.

10.3. JlaHHWTEe 3a aHATUTHUYHKS JOOHMB 33 OTACIHUTE BBHTPEUIHH CTAHIAPTH
Ce MPEACTaBAT B CIIy4aWTe, B KOUTO AHAIUTHYHUAT JIOOMB € H3BBH
00XBaTa, MOCOYEH B TOYKA 7, KOTaTO MAaKCHMAIHO IOMYCTUMOTO KOIH-
YECTBO € HAJBUINCHO WIM B JPYTH CIy4ad MPU TTOUCKBAHE.

10.4. Thit KaTo NMpH yCTAaHOBSBAHETO HA CHOTBETCTBHETO Ha mpobara TpsOBa
na Obe B3eTa MHpeBHA pasliMpeHara HEOHPEIeICHOCT Ha HU3Mep-
BAaHETO, TO3M IIapaMeThp TpsiOBa CHIIO Ja ObIe NpeicTaBeH. Taka
HalpuMep, aHAJIUTHYHHTE pe3ylNTaTd ce oT4uTaT karo X +/- U,
KBJIETO X € QHAIUTHYHUAT pe3yntar, a U — pasliupeHara Heolpeje-
JICHOCT TIPU U3MEpBaHe, KaTo ce M3I0J3Ba KOSYUIMEHT Ha MOKPUTHE 2,
KOWTO JlaBa HMBO HA CUTYpPHOCT OT OKosIo 95 %.

10.5.  Pesynratute TpsbBa na ObIAaT M3pa3eHM B CHUIUTE CAMHULM M Hai-
MajKo CbC ChbIIUA Opoil 3Hauemu UMPpPH KaTO ONpPENENICHUTE C
Jupexrusa 2002/32/EOQO MakCUManHO JIOIyCTHMH KOJIUYECTBA.

b. EN CTAHIAAPTHU

Ilpu npunaranero Ha wuwineH 34, mnaparpad 2, Oyksa a) or Permamenr
(EC) 2017/625 ce B3emar npensuyn cieauute EN cranmapru:

(%) (Bk. Genexka mox junus 37).
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EN 17194: ®ypaxu: metoau 3a B3eMaHe Ha mpobOu u aHamu3 — OmpenensHe Ha
JneokcuHuBanenon, adnarokcun Bl, ¢ymonmsunun Bl u B2, T-2 u HT-2
TOKCHHH, 3€apajieHOH M OXPAaTOKCHH A BbB (pypakKHH CYpOBHHH M KOMOMHHpPaHH
¢bypaxu upes LC-MS/MS

EN 17270: dypaxku: MeToan 3a B3eMaHe Ha npobu u ananu3 — OnpenensHe Ha
TeOOpOMHMH BBB (ypakKHM CYPOBUHH M KOMOMHHUpAHU (Ypakd, BKIIOYUTEITHO
CBCTaBKHM, MOJIy4€HH OT KaKao, upe3 TeuHa Xpomartorpadus

EN 17504 ®ypaxn: Meronu 3a B3eMaHe Ha mpodu m aHaimm3 — OmnpenensiHe Ha
TOCHIION B CEMEHa Ha mamyk u ¢ypaxu upe3 LC-MS/MS

EN 17362 ®ypaxu: Meroan 3a B3eMaHe Ha npobu M 3a aHanu3 — OnpenelnsiHe
Ha neHraxyuoppenon (PCP) BbB (ypaxkHH CypoBMHM M KOMOMHMpAHU (ypasku
ype3 TeuHa Xxpomarorpadus ¢ tangemHa maccrekrpomerpus (LC-MS/MS)

EN 16279: ®ypaxu — OnpenensiHe ChabpkaHueTo Ha (Giayopua cien obpa-
0OTBaHE CHC COJNHA KHCENMMHA Ype3 MeTol C HoH-cemekTmBeH enektpoxa (ISE)

EN 17053: ®ypaxu. Meroaun 3a B3emaHne Ha npoOu u ananus — OmnpejnensHe Ha
MHUKPOEJIEMEHTH, TEKKM METald M JPYrd eJEMEHTH BBB (ypakum upe3 Macc-
MEKTPOMETPHsI ¢ MHAYKTUBHO cBbp3aHa mia3ma (ICP-MS) (myntumeron)

EN 15550 ®ypaxu: meroau 3a B3eMaHe Ha mpobu u aHanm3 — OmnpenensiHe Ha
KaJMHH U OJIOBO 4pe3 aTOMHO-a0COPOIMOHHA CIIEKTPOMETpHUsi B rpauTHA el
(GF-AAS) crnen pazmarane Toj HalsTaHe

EN 16206 ®ypaxun — OTkpuBaHe Ha apceH 4pe3 aTOMHO abCOpOLIMOHHA CIIEKT-
pometpusi ¢ rerepupane Ha xuapuan (HGAAS) crnen MUKpOBBIHOBO pasiiaraHe
nox HamAraHe (pasmaraHe c¢ 65 % asorna kucenuHa u 30 % BomoponeH
HEepOKCUL)

EN 16277 ®ypaxu — OnpeensiHe Ha )KHBaK ype3 aTOMHOa0COPOIMOHHA CIEKT-
pometpusi Ha cryaeHa mapa (CVAAS) crex MHKPOBBIHOBO pasziarane IoJ
Haysirane (exctpakuust ¢ 65 % asorHa kucennHa U 30 % BOJOPOJICH NMEPOKCH)

EN 16278 ®ypaxu — OnpenensHe Ha HEOPraHHMYEH apCceH upe3 XUIApHUIHA
TeHepalysl IOCPEACTBOM aToMHoabcopOumonHa crekrpomerpus (HG-AAS)
ClIeI MUKPOBBJIHOBA CKCTPAaKLMsi M OTACIAHC 4Ype3 eKCTPaKUWs Ha TBbpAaTa
¢aza (SPE)

EN 17374 ®ypaxu: Meroau 3a B3emaHe Ha npobu u ananu3 — OnpeensHe Ha
HEOpPTraHWYeH apceH BbB (ypaku 4pe3 aHHOHHO-OOMEHHA MaCCIEKTPOMETPHS
(HPLC-ICP-MS)
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[IPUJIOJKEHUE VI

METO/IM 3A AHAJIM3 3A ONPEJEJAHETO HA CBbCTABKH OT
KUBOTUHCKHW MNPOU3XOJ 3A HLEJIUTE HA O®ULHUAIHUA
KOHTPOJI HA ®YPAXKUTE

1. LEJI U OBXBAT

OmnpenensHeTo Ha CbCTABKHTE OT JKMBOTHHCKH HPOHM3XOJ BBbB
(ypaxute ce U3BBpIIBA, KAaTO C€ W3IMO0J3Ba  CBETIIMHHA
MUKPOCKOIIUSI WK TojmMepa3Ha BeprokHa peakiust (PCR) B cpot-
BETCTBUE C pa3nopenduTe, NMPEABUICHH B HACTOSIIOTO IPHUIO-
JKEHHE.

Te3u nBa MeTO/a J1aBaT BB3MOXKHOCT Jla C€ YCTAHOBU HAINYUETO
Ha CBCTABKM OT JKHBOTHHCKH TIIPOM3XOJ B IPEMHUKCHTE,
¢dbypaxxHuTe CypoBMHHM W KoMOuHMpaHute ¢ypaxu. Upes TsiIx
o0aue He MOXKE Jia CE€ M3YHCIM KOJIMYECTBOTO Ha TE3M ChCTaBKH
B IIpEeMUKCHTE, (pypakHHTE CypOBHHHM M KOMOMHUpPAHHTE (Ypaxku.
U npu nBata Meroa rpanunara Ha otkpusane e nog 0,1 % (w/w).

Mertoast ¢ PCR mo3BosisBa na ObJie ycTaHOBEHA TaKCOHOMHYHATA
rpyna, KbM KOSATO IPHHA/UISKAT CbCTABKUTE OT JKHBOTHHCKU
NPOU3XOA, HAIUYHU B IpPEeMUKCUTE, (ypakHUTE CYpOBUHH U
KOMOMHHUpaHUTE (ypaskH.

Te3n meroau ce mpuiaraT 3a KOHTPOJI Ha IPUJIATaHETO Ha
3abpanute, mocoueHn B wieH 7, maparpad 1 ot Permament (EO)
Ne 999/2001 wa Esponeiickusi mapnament u Ha Cosera (1), B
npuinoxkenue [V kbM chlimst periaaMeHT W B wieH 11, maparpad
1 or Permament (EO) Ne 1069/2009 na EBpomeiickus mapiaMeHT
u Ha CobBerta (%).

B 3aBucuMocT OT BHAAa Ha W3CIeABaHUS (Ypax Te3H METOIH
Morar jaa ObJaT U3MOJ3BaHM B pPAMKHTE HAa ©IUMH M ChII
OIEpPAaTHBEH IPOTOKOJI KAaKTO CaMOCTOSTENIHO, Taka M 3aelHO B
CBOTBETCTBUE ChC CcTaHAapTHUTE omneparuBHU Tpouexaypu (COII),
ycraHoBeHH OT pedepenTHara nadopatopuss Ha EC 3a kxuBO-
TUHCKU TipoTerHU B xpanutennure cmecku (EURL-AP) u my6Giu-
KyBaHH Ha HelHus yeGcaiT (3).

2. METOAU
2.1. CBeTJIHHHA MHMKPOCKOMHUSI
2.1.1. IIpunyun

CbCTaBKUTE OT JKMBOTHHCKH IIPOM3XOJ, KOHTO MOXE Jga ca
HQJIMYHH B H3IPATCHUTE 3a aHaIW3 [PEeMUKCH, (ypaxHH
CYpOBUHM ¥ KOMOMHHpaHH (ypaxu, ce HACHTHOULUPAT BbH3
OCHOBA Ha THUNWYHM M YCTAHOBUMM 4Ype3 HAOMIOJECHHE 0]
MHKDPOCKOIl XapaKTEPUCTUKM KaTO MYCKYJIHH BJIAKHa M JIPyrd
MECHH YaCTUIM, XpYIISUIM, KOCTH, pora, KOCMH, 4YETHHA,
KyTHKYJIHH (parMeHTH OT Oe3rpbOHAuYHM >KUBOTHM, TpPaxXealHH
CTPYKTYpH OT HACEKOMH, KPBBHH INPOIYKTH, MIECYHH TIJI100YyIH,
JIAKTO3HM KPHCTAJM, TIepa, YepyIKH OT siina, pHOCHIKH KOCTH H
JIFOCTIH.

(") Permament (EO) Ne 999/2001 ma Espomeiickus mapiamenT u Ha CbBera or 22 Mait

2001 r. OTHOCHO OmpejeisiHE Ha IPaBHiA 3a HPEBEHIHsI, KOHTPOI U JIMKBHIMpPAHE Ha
HSKOHM TPaHCMUCHUBHM crionrupopmun enuedanonarun (OB L 147, 31.5.2001 r., ctp. 1).
Permament (EO) Ne 1069/2009 mna Esponeiickus mnapnament u Ha CbBera OT
21 okromBpu 2009 r. 3a ycTaHOBSIBAHE Ha 3[PaBHU IPABUJIA OTHOCHO CTPAHUYHH JKHBO-
THHCKH HPOMYKTH M TPOU3BOAHM MPOIYKTH, HENPEIHA3HAYCHH 3a KOHCYMAalus OT
4yoBeKa, u 3a ormsHa Ha Permament (EO) Ne 1774/2002 (PermameHT 3a CTpaHHYHHTE
xuBoTHHCKM npoayktn) (OB L 300, 14.11.2009 r., ctp. 1).

() https://www.eurl.craw.eu/legal-sources-and-sops/method-of-reference-and-sops/.

(2

-~
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2.1.2.
2.1.2.1.
2.1.2.1.1.

2.1.2.1.2.

2.1.2.1.3.

2.1.2.1.4.

2.1.2.1.5.

2.1.2.1.6.

MI/IKPOCKOHCKI/ITG Hu3CJI€ABaHUsA C€ U3BHPHIBAT CJICA MOATOTOBKA
Ha HpOGI/ITC 4pe3 yTasiBaHC.

[IpoGute ce mojyarat Ha eram Ha yTasBaHe, KaKTO CJIE/ABA:

a) 32 OTKPHMBAHE HA CBHCTABKM OT JKUBOTHHCKH TPOU3XO/I,
pa3IYHU OT CyXO3eMHHM Oe3rpbOHaYHM >XKMBOTHH — €Tall Ha
ennHn4yHO yTasiBane B TerpaxiopoermieH (TCE), kakto e
ornrcano B touka 2.1.3.4.3;

0) 32 OTKpMBaHE HAa CBCTaBKH OT CYXO3eMHM Oe3rphOHauHH
JKHBOTHU — €Tall Ha JIBOWHO yTasiBaHE B IETPOJICEB €TEp/TeT-
paxinopoeruner (PE/TCE), kakro e onucano B Touka 2.1.3.4.4.

Peacenmu u anapamypa

Pearentun

KonuenTtpupamno cpeacrso

— TerpaxmopoernieH (OTHOCHUTETHA ILUTBTHOCT 1,62)

— Ilerponees erep (PE) touka Ha xumene 40—60 °C (oTHO-
curenHa wibTHOCT 0,65)

OuBersiBall peareHt

— PazrBop ©Ha amm3apuHoBO uepBeno (B 100 ml Boma ce
pastBapsT 2,5 ml comna kucenuHa |M U KBbM TO3U Pa3TBOP
ce mpubassaT 200 mg anM3apuHOBO YEPBEHO).

Cpenacra 3a (ukcupane

— OcnoBa (NaOH 2,5 % w/v wmn KOH 2,5 % w/v).

— I'munepon (nepaspenen, Buckosurer: 1490 cP) mmm cpeactso
3a (pUKCHpaHe C PABHOCTOIHH CBOMCTBA 3a HOJATOTOBKA Ha
IPEIMETHO CTBKIO 33 HEHNOCTOSHHA YIOTpeOa

— Norland ® Optical Adhesive 65 (Buckozutet: 1200 cP) wm
CMOJIa C PaBHOCTOMHHU CBOICTBa 3a MOArOTOBKA Ha MPEAMETHO
CTBHKJIO 3a MOCTOSIHHA yIOTpeOa

CpencrBa 3a (uKCHpaHe C OLBETSBAIIN CBOMCTBA

— PastBop Ha Jlyron (2 g xanueB ioaun ce pasreapsat B 100 ml
BOJa M ce mpubass 1 g #oJ, KaTo ce paskiala 4ecro)

— Ilucrunos peaktus (2 g onoseH anerar, 10 g NaOH na 100 ml
BO/IA)

— PeaktuB Ha @enuHr (NPUTOTBEH IPEIBAPUTEIHO OT PaBHU
gacti (1/1) ot mBa ocHoBHH pa3ztBopa A u b: pastBop A
(6,9 g menen (1) cynadar menraxumpar ce pastBapsat B 100
ml Boza); pasrBop b (34,6 g HaTpueB KalueB Taprapar TeTpa-
xuapatr u 12 g NaOH ce pasreapst B 100 ml Boza)

— Terpamerninbensuant/BonopoaeH npekuc (1 g 3,3°,5,5” rerpa-
metminbensuaua (TMB) ce paszrBapsit B 100 ml nenena onerHa
kuceanHa u 150 ml Boxma. IIpean ymorpeba 4 yactu OT Taka
npurorBenust pazrsop Ha TMB ce cmecBar ¢ 1 uyact Tpurpo-
LIEHTCH BOJIOPOJICH IPEKHC)

ITpomuBamu cpencraa

— Ertanon > 96 % (TeXHMYECKH YHCT)
— AUETOH (TEXHMYECKH YHCT)

W36enBaiy peareHt

— TotoB pa3tBop Ha HatpmeB xunoxioput (9—I14 % aktuBeH
XJI0p)
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2.1.2.2. Amnaparypa

— AmnanutuyHa Be3Ha ¢ Tounoct g0 0,001 g

— Amaparypa 3a cMMJIaHE: HOXKOBA WJIM POTOpHA MeNHMIA. AKO
Ce W3I0J3Ba POTOpPHA MEIHUIA, ce 3a0paHsBa OTBOPUTE Ha
curara ja ca ¢ pasmep < 0,5 mm.

— Cuta ¢ KBaJpaTHU OTBOpH C pa3mep Ha oTtBopa 0,25 mm u |
mm. C U3KIIOYEHHE Ha IPEABAPUTEIHOTO IPECSIBaHE Ha
npobara, AMAMETHPBT HA cHUTaTta He TpsiOBa Ja HaJBHUIIABA
10 cm, 3a nga ce u3berHe 3arybara Ha Marepuan. He ce
M3MCKBa KanuOpupaHe Ha CHTATa.

— KonycoBuiHa crbkieHa jenutenHa ¢yHust ¢ Bmectumoct 250
ml ¢ Te(IOHOB MIIM CTBKIIEH CIUpaTelieH KpaH B OCHOBaTa Ha
KoHyca. JlnaMeThpbT Ha OTBapsiHE Ha KpaHa TpsOBa na Obie
> 4 mm. Camo 3a eguanuHOTO yTasBane B TCE e BB3MOKHO
KaTo ajTepHaTHUBa Jia ce U3I0JI3Ba OexepoBa yalla ¢ KOHUYHO
IBHO 3a yTasBaHe, INpH YycloBHe dYe Jsaboparopusrta €
JoKa3aja, dYe HHUBaTa HA OTKPUBAaHE Ca CKBUBAICHTHH Ha
TE3W, MOJYYCHH IIPH HM3MON3BaHE HAa KOHYCOBHIHA CTHKICHA
nenurenHa QyHus.

250 mi

4 mm gnameTbp

Menumenna ¢hynus

— CTepeOMHKPOCKOT ¢ 00XBAaT Ha OOIIOTO yBEJIMYCHHWE Haii-
Maiko 6,5x mo 40x

— CbCTaBeH MHUKPOCKOIN ¢ 00XBaT Ha OOIIOTO yBENHUYESHHE Haii-
Manko 100x mo 400X ¢ mpeMuHaBalla CBETIMHA M CBETIIO
none. B nombiaHeHne Mmorar ga ObAaT M3MOI3BAHH TOJSPU-
3MpaHa  CBeMIMHA W AudepeHuuaneH  UHTepdepeHTeH
KOHTPACT.

— CrannapTHa 1abopaTopHa CTHKIApHS

— Amaparypa 3a [OArOTOBKa Ha MPEAMETHO CTBKIO: KIACHYECKU
MHKPOCKOIICKH TIPEAMETHH CTHKIIA, IIPEAMETHH CTHKIIA C IMKa,
NOKpuBHH CThKIA (20%x20 mm), mwmniy, GUHE MHaTyIu

— JlabopaTopHa mer
— Ilentpodyra

— OunThpHa XapTUs: KaYeCTBEH LeNyso3eH GuiThp (pazmep Ha
nopure 4—11 pm).
2.1.3. Bsemarne Ha npobu u noozcomoeka Ha npobdume
2.1.3.1. Bsemane Ha mpoOu

W3non3Ba ce mpexncraBuTenHa mnpoda, B3eTa B CHOTBETCTBHE C
npuioxenue [.
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2.1.3.1.1.

2.1.3.1.2.

2.1.3.2.

2.1.3.3.

2.1.3.4.
2.1.34.1.

2.1.3.4.2.

Cymiene Ha mpobure

IIpobute cbc chabpikanue Ha Biara > 14 % ce nojnarar Ha
MIpeIBapUTENTHO CYyIIeHe B ChOTBETCTBUE C mpuiokenue III.

[pesBapuTeHO TpecsiBaHEe Ha MPOGHTE

3a nma ce cpbepe mH(pOpMaIMs 32 BH3MOXHOTO 3aMbpCSBaHE Ha
(ypaxkute OT OKOJNHATA Cpela, Ce MpernopbuBa TpaHyIHpaHUTE
¢dypaxn n 3ppHaTa Aa ce MpecsBaT IPEABAPUTEIHO IPE3 CHTO C
pa3Mep Ha orBOpa | mm, KaTo JBETE MOJYYCHH [0 TO3H HAYMH
(pakuuy ce MOArOTBSIT, AaHAIM3UPAT M 33 TSAX Ce JOKIJIagBa MO0T-
JIEIIHO, THI Karo Te TpsOBa Ja ce CYMTAT 3a OTICIHH HPOOH.

HeobOxonumu npennasHu MepKu

C nen na ce u3berHe KpbCTOCAaHO 3aMbPCABAHE B J1a00OpPaTOpHUTE
arapaTypaTa 3a MHOIOKPATHO II0JI3BaHE C€ MOYHCTBAa BHUMATEIHO
npenu ynorpeba. [Ipenn MOYMCTBAHETO YACTHTE HA JACIHUTEIHUTE
¢yHun ce nemonrtupar. Yacrure Ha nenutenHHTe QYHUH U J1abo-
paTopHaTa CTBKJIapus Ce M3MMBAT IIPEIBAPUTETIHO Ha PbKa, a Cle]
ToBa M MalmmMHHO. CHTara ce MOYMCTBAT C MOMOIITA HA YeTKa C
TBBPJ CHHTeTHYeH KocbM. IIpenopbuBa ce cien npecsBaHETO Ha
MACTHH BELIECTBA, Karo pHOHO OpalIHO HampHMep, cHUTaTa Ja
Ob/1aT NMOYNCTBAHU OKOHYATENIHO C AllETOH U CT'bCTEH BB3MYX.

HOHI‘OTOBK& Ha Hp06I/I, KOUTO C€ CBCTOAT OT MAasHMHU HJIM Maciia

TloaroroBkara Ha l'lpO6I/I, KOHUTO C€ CBCTOAT OT MA3HHUHH, CC
M3BBPIIBA CBIVIACHO CJIICAHHSA TPOTOKOJI:

— AKO Ma3HMHAaTa € TBBpPAA, TS CE 3arpsiBa B I€MI 0 BTCUHs-
BaHETO M.

— C nomorura Ha muneta 40 ml oT Ma3HMHATA CE MPEXBBPIAT OT
JTBHOTO Ha mpobara B empyBeTKa 3a IEHTPOoyrupaHe.

— TIlpobata ce nentpodyrupa B mpoabivkeHne Ha 10 min mpu
4 000 obopoTH B MHUHYTA.

— Axo ciex HeHTpoyrMpaHeTo Ma3HMHATa € TBBpAa, TS ce
3arpsiBa B Tl JI0 BTCUHSIBAHETO II.

— Llentpodyrupanero ce moBTaps B NPOABIDKEHHE HA 5 min mpu
4 000 obopoTH B MHUHYTA.

— C nmomorra Ha MajKa JbKAYKA WA mimartyljia moJioBUHaTa OT
OTACJIICHUTC I[pUMECU C€ TMPEXBBPJIAT Ha MHUKPOCKOIICKH
npeaAMETHU  CTBbKJIa 3a  HU3CJIEABAHC. Karo (bI/IKCI/IpaIIIO
CpE€ACTBO C€ MPpENopbYBa TIIUIICPOJI.

— OcrananuTe NOpUMECH C€ U3M0I3BaT 3a IOArOTOBKA Ha
yraiikara, KakTo € ommcaHo B Touka 2.1.3.4.3, mbpBO THpE.

3a IIoAroToBKa Ha HpO6I/I, KOHUTO C€ CBCTOAT OT Maciaa, Cc€
H3I0J3Ba ChUIUAT IIPOTOKOJI, C H3KIIOYEHHWE Ha TIIbpBO U
YETBBPTO THUPE.

TlonroroBka Ha HpOGI/I, pas3jauvyHu OT Ma3HMHH MM Macja

Pa3nensine Ha mpoOara Ha 4YacTH M CMMiIaHe: Hai-manko 50 g or
npobaTa ce OTAENAT KaTo MOAnpoda 3a ILEeIMTe Ha aHallk3a, KaTo
BIOCJIEACTBUE TSI CE€ CMUJIA.

[lonroToBka Ha CypOBHHATa: W3BBPIIBA C€ TOATOTOBKA HA Haii-
Maiko 5 g oT cmisiHaTa moampoba. Tst ce mpecsiBa mpe3 CHUTO C
ronmeMuHa Ha otBopa 0,25 mm, KaTo ce H3CnenBaT W JBeTe
MOJIy4EHH 10 TO3U HA4YUH (PPaKIHu.
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2.1.3.4.3.

Ennanuno yrassane B TCE 3a oTKpHBaHE Ha CBHCTaBKH OT XKUBO-
TUHCKM  IIPOU3XOJ, pPA3IMUYHM OT TAKUBA OT CYXO3E€MHH
0e3rpbOHAYHN JKUBOTHU

— EKCTpaKI_II/Iﬂ U IMOATOTOBKA Ha yTaﬁKaTaZ

10 g (¢ Tounocr mo 0,01 g) or cmusHara moamnpoba ce
HpexBbpis B jeiuTenHa ¢GyHumst win OexepoBa wama C
KOHMYHO IBbHO 3a yrasBane u ce pobasar 50 ml TCE.
Yacrtra, KOSTO ce NMpexBbpiisi BbB (QyHHATA, € Hal-MHOTo 3 g
3a pubGHO OpalIHO WM APYrH YHCTH )KUBOTHHCKH IPOAYKTH,
MUHEPAIHH ChCTAaBKU WM IPEMUKCH, KOUTO 00pa3yBaT MOBeEYE
or 10 % yraiika. Cmecra ce pa3kiam@a EHEPruyHO B
npoabiokenre Ha noHe 30 S M BHHMATENIHO ce J00aBsT olue
50 ml TCE, kaTo CBIIEBPEMEHHO BBTPCIIHATA OBBPXHOCT Ha
(GyHUATa BHUMATEIHO ce o0IMBa, 3a Ja ObJAT OTMHTHU IIOJICI-
Haymute vactuuu. Taka moiydeHata CMeC Ce OCTaBs Ja
IpecToM Hali-Malko 5 min, mpeau yraiikata Ja ce OTAenu
4pe3 OTBapsHE HA CHHUPATEIHHS KpPaH.

Axo ce wu3non3Ba OexepoBa ualla C KOHHYHO JBHO 3a
yTasiBaHe, CMecTa ce Pa30bpKBa EHEPrUYHO B IPOIBIDKEHHE
Ha MOHEe 15 s, KaTo BCHYKHM YACTHUIIM IO CTCHHUTE Ha Oexe-
poBara 4ama ce OTMUBAT BHHMATEIHO OT BBTPEIIHATA
noBbpXHOCT ¢ Hai-manko 10 ml umer TCE. Cwmecra ce
OCTaBsl J1a NPECTOM B NPOJBDKEHHE Ha 3 min, cClie]] KOeTo ce
pa30bpkBa OTHOBO 3a 15 S, KATO BCHYKM YACTHLH 10 CTCHHUTE
Ha OexepoBaTa yallla ce OTMHMBAT BHMMATEIHO OT BbTpPELIHATa
noBbpxHOCT ¢ Hai-Manko 10 ml yuct TCE. Taka nomyuenara
CMEC Ce OCTaBsl []a NPECTOH B IPOJBIDKCHUE Ha Hal-MaJko 5
min, KaTo cjeA TOBa TeuHaTa (pakuust ce OTCTpaHsiBa H
M3XBBPISL UpEe3 BHUMATEIHO MNPEIMBAHE, KATO CE BHUMaBa Ja
HsMa 3ary0a Ha yTaiika.

Vraiikata ce cpOupa BbpXy (QUITbPHA XapTHUsi, HOCTABEHA BbB
¢byHus, 3a 1a ce Jafe Bb3MOXKHOCT 3a OTACISHE Ha OCTAaHAIOTO
xomuuecTBo TCE, KaTo CHIICBPEMEHHO ce M305ATBa OTIAraHETo
Ha MasHMHM BbpPXYy yTailikarta. VYTalikata ce uH3CyllaBa.
IlpenopruBa ce cien ToBa yraifkara 1a ce IpeTeriu (C
toynoct g0 0,001 g), 3a ma ce mpoBepw CTeneHTa Ha
yrasBaHe. Hakpas yraiikara ce IpecsiBa Ipe3 CHTO C pa3Mep
Ha oTBOopa 0,25 mm, KaTo ce M3CJICABAT U JBETC MOJIYYCHH IO
TO3HM HAuMH (PpPAKIUU, OCBEH aKO MPECSBAHETO HE CE CYHUTA 3a
HE00XO0AUMO.

— EkcTpakuusi ¥ MoJArotoBka Ha IIaBaiata (Gppaxius:

Crnen Bb3CTAHOBSIBAHETO Ha yTaliKaTa 4pe3 OMHCAHUs MO-Tope
MeToJ B jAenuTenaHaTa (yHus TpsOBa sna ocraHaT aBe (asu:
TeuHa ¢asa, cherosima ce or TCE, u tBbpaa ¢asa, cbcrosina
ce OT IJaBall Ha MOBBbpPXHOCTTa cioil. Tasu TBBpHa ¢aza
Npe/CTaBiIsABa IUlaBamia (Gpakiuusi ¥ HEHHOTO BB3CTaHOBSBAHE
TpsiOBa sja ce u3BbpIIM, Karto IsuioTo konmuectBo TCE ce
u3niee oT (QyHHATAa C OTBAPSHETO HA CHUpATEeTIHUs KpaH. Upes
oOpblijaHe Ha JenuresnHata (GyHHs IUiaBamarta (pakius ce
npexBbpiisi B roymsiMo Omogo Ha Ilerpu m ce macymaBa upes
BB3/lyX BBB BeHTWanuoHeH mkad. Ts ce mpecsiBa mpes cuTo ¢
rojreMuHa Ha otBopa 0,25 mm, Kato ce M3cieABaT U [JBETE
MOJIyYeHU 10 TO3U HAa4yMH (ppaKiuu.

— M3non3BaHe Ha OLBETSABALIM PEareHTH:

C menm yrmecHsBaHE Ha TMPABIUIHOTO WACHTH(QUIHpaHE Ha
CBCTABKHUTE OT JKUBOTHHCKH MPOM3XOM, MPH MOATOTOBKATa Ha
mpoOHuTe OmepaTopbT MOXKE [a H3I0J3Ba  OLBETSABAILH
pearecHTH B CBOTBETCTBHE C HACOKHTE, YCTAHOBCHH OT
EURL-AP u nybnukyBaHu Ha HeliHus yeOcaiT.
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2.1.3.4.4.

Korato 3a OLBETABAHE HaA yTaﬁKaTa CC€ HM3II0JI3Ba AJIM3apUHOBO
YEPBEHO, CC ITpujiara CICAHUAT IPOTOKOJI:

— M3cymenara ytaiika ce NpexBbpiisi B CTHKICHA NpyBeTKa
U ce M3IUIaKBa JBa I'bTH C OKOJO 5 ml eTaHon (BCEKH IbT
Ce U3MOJI3Ba BUXPOB CMECHTEN B Npoab/ukeHue Ha 30 s,
Pa3TBOPUTEIIAT Ce OCTaBsl Ja ce yTau 3a okosno 1 min u 30
S, ciej KOeTO ce M3/UBa).

— Vraiikara ce u30enBa, karo ce n00aBg Hak-manko 1 ml
pa3TBOp Ha HATPHEB XHIIOXJOPWUT. Peakisra ce ocTaBs
na mporede B mpoabivkeHne Ha 10 min. Enpyserkara ce
HambiiBa C BOJA, yTallkaTa ce OCTaBsl Ja ce yTau 3a 2—3
min, cieq KOETO BOAaTa W OTAEACHUTE YaCTHIM Ce
HM3JIUBAT BHUMATEIHO.

— Vraiikata ce mpoMuBa oiie ABa mbTH ¢ okono 10 ml Boma
(u3mon3Ba ce BUXpoB cmecuren 3a 30 s, ocraBs ce jga ce
yTaM, BOJaTa Ce M3JHMBA BCEKH IIBT).

— JHobassat ce 2 1o 10 kanku oT pa3TBOpa Ha AIU3APUHOBO
YepBEHO M CMecTa ce pa30bpKBa C IIOMOIITA HA BHXPOB
cMmecuren. Peakiumsita ce  OcTaBs Ja IpoTede B
npoxbkeHne Ha 30 s M oLBeTeHaTa yTalika ce MpOMHUBa
IIBa IBTH C OKOJIO 5 ml eraHoi, ciie[ KOeTo ce M3ILIaKBa
olle BEIHBX C ALETOH (BCEKH IBT CE H3IION3BA BHXPOB
cMecutel B mpoAb/ukeHne Ha 30 S, PasTBOPHUTENAT ce
OCTaBsl 7Ia C€ yTau 3a OKO0JO | min, ceq KOeTo ce M3JIHMBA).

— OumBereHara yTaiika ce H3CyIlaBa.

JBoiino yrasBane B PE/TCE 3a oTkpuBaHe Ha ChCTaBKH OT
CYX03eMHHU 0e3rphOHAYHU KUBOTHU

Beuuku  CTBIKM Ce  OCBLIECTBSBAT B KOHYCOBHMAHA CTBKIEHA
nenutenHa ¢ynus ¢ Bmectumoct 250 ml, KakTo € ommcaHo B
Touka 2.1.2.2, 4eTBBPTO THpE.

— 10 g (¢ tounoctr mo 0,01 g) or cmisHara moxnpoba ce

NpPEeXBBPIISt B JENUTENHATa (yHUS M II'bPBO C€ Tojulara Ha
equnnuno ytasBane B TCE, kakro e ommcaHo B Todka
2.1.3.4.3, BKJIIOUMTETHO BB3CTAHOBSIBAHETO HA YyTalkaTa
BbPXY (QUITBpPHA XapTusi, NocraBeHa BBbB (yHus. YTalikara
MOXKE€ Ja Ce H3IMO0J3Ba IO ChIMS HA4yMH, KAaTO IIOJdydYeHaTa
chriacHo Touka 2.1.3.4.3.

Mankusit  obem TCE, ormenen 3aeqHo ¢  yraiikara, ce
MPEXBBPIIS B Ipajyupad HWIHHABP. Upe3 oTBapsiHE Ha Crmpa-
TENHHS KPpaH Ha JenuTenHara GyHus rpaayupaHusT HUTHHIBD
TpsiOBa na Objae HambiaHeH 10 nonydaBaHero Ha 30 ml TCE.
Crnen [mocTuraHe Ha TO3W O0EM CIHpATENHHUAT KpaH ce
3arBapsi.

Tosu cnbpan obem TCE ce 3amens, karo B jenuTelHaTa
¢byHnust ce nob6asu 30 ml merposeeB erep ¢ TOUKA HAa KHUIICHE
40—60 °C. CobabpxaHueTo Ha JenuTeNHaTa (QyHUs ce
pa3ObpkBa craparenqHo, 3a ga ce noinyud cmec 30 %
PE/70 % TCE (c mmereocT mpuGmusutenuo 1,26 g/em™).
MarepuansT ce OCTaBsi Ja Ce€ yTau B HpONbDKeHHe Ha 10
min. M3omupar ce aBe HOBH (pAKIUM: BTOPHYHA yTaika U
mmaBama ¢pakmus (< 1,26 g/em™). Bropuumara yraiika
TpsOBa Ja ce BB3CTAHOBU B Omomo Ha Ilerpm (Wwimm BBPXY
GunThpHA XapTUs, IIOCTAaBCHA BBB (DYHHsS) Upe3 OTBapsSHEC Ha
CIUpATeNHUs KpaH [OTOraBa, JOKaTO B JCIMTENHATa (yHUS
OCTaHE CaMO MAJIKO KOIMYECTBO OT CMECTa OT Pa3TBOPUTEIH
U KpaiiHaTa mmaBamia Qpaknoua. OcTaBamara TEYHOCT U
KpaiiHaTa IDIaBaima (pakuus ce ChOHpaT OTHENHO BBPXY
¢bunTepHa XapTUs, nocraBeHa BbB (yHus. CTeHHTe Ha NEIH-
TenHata QyHHs ce m3maakBaT ¢ PE, 3a ma ce cwbepe memuaT
MaTepuas OT KpaiiHara miaBama ¢pakuus. Kpaiinara miaBaia
Gbpakuus ce octaBst ga u3cbxHe. KpaifHara maBama ¢pakuus
ce mpecsiBa Ipe3 CHTO ¢ pa3Mep Ha orBopa 0,25 mm, kKato U
IBeTe IONyYeHH IO TO3U HA4YUMH (pakuuu ce U3cneapaT 3a
OTKpHMBaHE Ha CBCTaBKM OT CYXO3eMHH Oe3rpbhbOHaYHU
JKUBOTHH, OCBEH KOTaTO IPECSBAHETO HE Ce CUHTa 3a HeoO-
XOIHMO.
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2.1.4.
2.1.4.1.

2.1.4.2.

Muxkpockoncko uscreosane
IloaroroBka Ha MPEAMETHO CTBKIIO

MHUKpPOCKOIICKUTE TPEAMETHU CTBKJIA C€ HOATOTBAT OT yTailkata U
B 3aBHCHMOCT OT M300pa Ha oreparopa — OT IUIaBamara (ppaxius
wm cyposuHara. Ilo uenecboOpa3sHOCT, caMO 3a OTKpUBAaHE Ha
CBCTAaBKM OT CyX03eMHHM Oe3rpbOHAYHH, NPEIAMETHUTE CTBHKIA Ce
HOPUTOTBAT M OT KpalfHaTa IuiaBaiua (pakuus, MojiydyeHa, KakTo €
onucano B Touka 2.1.3.4.4. TloaroroBka ce M3BBPIIBA U 32 JBETE
nosnyyeHu Qpakuuu (cutHa ¢pakuus v eapa ¢pakuus). [Ipodure
3a aHaliM3, OTHENEHM OT HAHECEHUTE BbPXY IPEIMETHH CTbKIA
¢dpakiuu, ce cydTarT 3a IPEACTABUTEIHH 10 OTHOLICHHE Ha
1sata ppakiys.

Heobxomumo e pma  Obar MOATOTBEHM JIOCTaThbueH — Opoit
IIPEAMETHH CTBHKJIA, 3a Jla C& OCUTYPH BB3MOXKHOCT 3a IISTIOCTEH
IIPOTOKOJI Ha M3CJICABAHETO ChIIAacHO Touka 2.1.4.2.

MHUKpPOCKOIICKUTE NPEAMETHH CThKJIA ce (PUKCHUpAT ¢ MOAXOIALIM
cpencrsa 3a (uxcupane B cborBercTBre cbe COIl, ycranoBena ot
EURL-AP u nyOnukyBaHa Ha HeliHus yeOcailiT. Ilpeamernute
CTBKJIa C€ MOKPHBAT C MOKPUBHHU CTBHKIA.

Cxemu 3a HaOJIOIGHHE 32 OTKPUBAHE HA YACTUIM OT JKUBOTHHCKH
MPOU3X0A B KOMOMHHpaHHTE (ypaxu, (QypakHHTE CYpOBHHH U
MPEMHUKCUTE

HOHFOTBGHI/ITe MUKPOCKOIICKH TIPEAMETHU CTHKJIa CE Ha0JIr0/1aBaT
B CBOTBCTCTBUE CHC CXCMHUTE 3a Ha6.IIIOII€HI/IC B AuarpamMu 1wu2.

MHUKpPOCKOIICKUTE HAOIIOAEHUSI C€ M3BBPLIBAT, KATO CE U3IOJI3BA
CbCTAaBEH MHKPOCKOIl 3a yTaiikaTa M B 3aBUCUMOCT OT u300pa Ha
omeparopa — 3a IUIaBaliaTa (pakuus WK 3a cypoBuHaTa. OCBEH
TOBa 3a OTKpPUBAaHE HAa CBCTABKH OT CyXO3eMHH Oe3rphOHauHU
JKMBOTHH HaOJIIOJEHMATAa C€ M3BBPLIBAT M BBPXY KpaifHara
iaBama (Qpakiys, NoIydeHa, KakTo € ONHUcaHo B Touka 2.1.3.4.4,
B CBOTBETCTBHE C auarpama 3. B nombiHeHHe KbM ChCTaBHUS
MHKDOCKOII 3a efpHuTe (paKIU{ MOXKE Ia CE U3MO0N3Ba H CTEpPeo-
MHKPOCKOII. BesikO IpeIMEeTHO CTBKIIO Ce M3CIE/Ba LIOCTHO IIPU
pa3NUYHE CTCHNECHM Ha YyBenudeHWe. TouHHMTE OOSCHEHHSA 3a
HAauyfHAa Ha H3M0JI3BaHE HA CXEMHUTE Ca ITOAPOOHO OIHMCAHH ChC
COIl, ycranoBena or EURL-AP wu mnybnukyBaHa Ha HEHHUS
yeOcairT.

MuHUMaTHUAT 6p017[ NpeaAMETHU CTbKJIA, KOUTO TpH6Ba Ja c¢
Ha6JIIOHaBaT Ha BCCKH €Tall OT CXEMHTE 3a Ha.6J'IIO,HCHI/Ie, ce
Cria3Ba CTPUKTHO, OCBEH KOraro BEHIICCTBOTO B IidjiaTa (bpaKHI/ISI
HE TO3BOJIsIBA Ja CE€ OOCTHUTHE OIPEACICHUAT 6]:)0171 TIpEAMETHA
CTBbKJIa, HAIIpUMEp KOraTo HE € IOJy4YCHa yTaﬁKa. 3a BCSIKO
OIpeacsIHE CE€ HM3M0JI3BAT HE MOBEYC OT 6 OpeaAMETHHU CTBHKIIA 3a
YCTaHOBsIBAaHE Ha 6]305[ Ha YaCTHUIMUTE.

Koraro ce MOArOTBST JOMBJIHUTENHH NPEAMETHH CTHKIA, KaTo ce
U3I0JI3Ba MO-CHeM(PHIHO CPEACTBO 32 (PUKCHPAHE C OLBETSBAIIM
CBOMCTBaA, KakTO ¢ omucaHo B Touka 2.1.2.1.4, 3a IuraBamaTta
(pakuusi WM CypoBHHATa 3a JONBJIHHUTEIHO XapaKTepH3HupaHe
Ha CTPYKTypuTe (Hamp. nepa, KOCMH, MYCKYJIH HJIM KPbBHH
YaCTUIM), KOMTO ca OWIM OTKPHTH BBPXY HPEIMETHH CTBKIA,
MOJTOTBEHH C JIPYTU CPeACTBa 3a (DHKCHpaHe, KAKTO € OIHCAHO
B Touka 2.1.2.1.3, Oposit Ha wacTuimTe ce mMpedposiBa Bh3 OCHOBA
Ha Oposi Ha TMPEAMETHUTE CTHKIIA 33 BCSKO OMNpEENsHe, KaTo TOit
He TpsOBa Ja HaJIBHIIABA 6, B TOBA YHCIO IONBIHUTEIHUTE
NpPEeIMETHH CTBKJIA C MO-CIeHU(UIHO CpencTBO 3a (uKcHpaHe.
JIObIHUTEIHATE TPEAMETHH CTHKJIA, IOJIrOTBEHH OT KpaifHata
iaBam@a (Qpakiys, IONydeHa ChIVIACHO ONUCAHOTO B TOUKA
2.1.3.4.4., 3a ompenensHe Ha CbCTaBKH OT CYXO3€MHHU
0e3rpbOHAYHN KMBOTHH, HE CE B3E€MAaT HPEIBH NPU HACHTH(U-
LMPAHEeTO Ha JPYyrH BHAOBE 4YaCTUIM (CYXO3eMHHM TpbOHAUHM
KUBOTHH U pUON).

3a ma ce yrmecHM HIACHTHGWIMPAHETO HAa BUAA M MPOM3XOfAa Ha
YJACTHIUTE, OMEPaTOPBT MOKE [a HM3I0J3Ba MOMOIIHH CPEICTBA,
KaTo HAMPHUMEP CHCTEMH 3a MOATIOMAaraHe B3EMaHETO Ha PELICHUS,
0a3u JaHHU C W300pPaKCHUS W C€TAJOHHU MPOOH.



02009R0152 — BG — 04.04.2024 — 009.001 — 158

Juaepama 1

Cxema 3a HaOuaioneHune ciaen eqnHu4dHo yrasisane B TCE 3a oTkpuBaHe Ha 4acTHIHM OT )KMBOTHHCKH TPOM3XO],
Pa3JH4YHM OT TAKHBA OT CyX03eMHHU 0e3rpbOHAYHM KMBOTHH, B KOMOMHHpPaHHUTEe (Pypaku, QPypaKHUTe CYPOBUHH
U NPEeMHKCUTE 32 ITbLPBOTO OIpe/essine

3 npeaMeTHM cTKNA oT yTanka < 0,25 mm
+
1 NpeameTHO CTLKNO OT Nnasawa dhpakuma
unu cypoeuHa < 0,25 mm

npoba, AeknapupaHa
CBLIrNacHo TOYKa
2.1.5.2 3a To3u BUA

> 5 OTKpUTK YacTULM
OT HMBOTUHCKW NPOM3Xon
OT BCekun Bun'el?

OA

- npo6a, AeknapupaHa
Konko Ha Bpoi ca 4actvuute p ) pup
oT Bceku emg'® ? ChrnacHo To4ka

2.1.5.3 3a To3un BUAQ

1 NpeaMeTHO CTBKNO
oT yTaika
= 0,25 mm

Yactuuute ot

HUBOTUHCKN NPOM3X0L
RQTBLPHAaBAT N AeKNapupaHoLe
ChObpHaHue?

> 5 OTKPMTH YacTuum
OT KMBOTUHCKW NPOM3X0Q
OT Bcekun Bun'@l?

OA

\'4

1 npegMeTHo CTBRNO
oT nnaealla dpakuma um
cypoBuHa > 0,25 mm

OTKPUTIA NK Ca “acTUUM
OT HMBOTUHCKH NPOM3X0A OT
onpegenaH eugla?

npoba, geknapupana
cbrnacHo Touvka 2.1.5.1
3a TO3u BMA

(,O01" 1 ,02" ca cboTBETHO MbPBO M BTOPO onpefensHe; @: cyxosemHum rpbBHauHK
KWUBOTHW, puba)
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Juaepama 2

Cxema 3a HaOuaioneHune ciaen eqnHu4dHo yrasisane B TCE 3a oTkpuBaHe Ha 4acTHIHM OT )KMBOTHHCKH TPOM3XO],
Pa3JH4YHM OT TAKHBA OT CyX03eMHHU 0e3rpbOHAYHM KMBOTHH, B KOMOMHHpPaHHUTEe (Pypaku, QPypaKHUTe CYPOBUHH
U NMPEeMHKCUTE 32 BTOPOTO OMpe/elisiHe

3 npeameTHW cTLKNA OT yTakka < 0,25 mm
+
1 NnpedMeTHO CTBKNO OT Nnasawa pakums
wnw cypoBuHa < 0,25 mm

npoba, aeknapupaHa
CbrNacHo ToukKa
2.1.5.2 3a To3n BHA

> 5 OTKPMTH YacTMUW
OT XMBOTUHCKW Nponaxon
OT BCEKW Bua@?

1 NpegMeTHO CTBKNO Konko ca 4actiuute ot
OT yTaika e0WH ¥ bl Bugd),
> 0,25 mm cBopor O1 + 02 7

> 5 OTKPUTH YacTMLM
OT KWUBOTUHCKW NPOWU3X0A
OT BCEKW Bua'al?

npoba, geknapupaHa
CbrNacHo ToukKa
2.1.5.3 3a To3n BMA

1 NpeaMeTHO CTBKNO
OT Nnasalla hpaKkuma unu
cypoewHa > 0,25 mm

(,O1* 1 ,02" ca cLOTBETHO NLPBO U BTOPO onpegensHe; (@: cyxozemMHu rpbOHaqHK
KUBOTHW, puba)
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Juaepama 3

Cxema 3a HaOmonenue cJjex aBoiiHo yrasBaHe B PE/TCE 3a oTkpuBaHe Ha CBhCTaBKH OT CYX03eMHH
0e3rpb0HAaYHM KUBOTHU B KOMOMHUpaHUTe Qypaxu, GypakHUTEe CYPOBHHH M NPEeMHKCHTE

o2
3 npeamMeTHH CThKNA 3 NpeaMeTHW CThENa
OT KpaiHaTa NNaeawa MpaKumMa OT KpaitHaTa nnasawa (pakyns
<0,25 mm <025 mm

> 5 OTKPUTH 43CTHUM OA
o7 cyxozemiy Bearpsbuaumm

HHBOTHIT

= 5 OTKPMTH YaCTHUM
& £

HUBOTHHT

Kanko wa Bpo# ca acTiumTe
1 NPEAMETHO CTLRNO O EyN0IEMHY BearphiHaqH 1 npagweTHo CTLNO
oT KpaiHata nnasawa dpamkn HHBOTHIT OF kpainata nnasawa gpasumn
=025 mm =025 mm

LUTKPHTH NK ca
HACTHUM OT CYXOIeMHKH
GearpuBHausm npoBa, Aexnapupana
soEaTHI? CLrNacHo ToYKa
2.1.5.3 3a To3m B

Koneo ca
HACTHUNTE OT CYXOIBMHH
GearpulHAYHN HUBOTHM,
chop ot O1 + 027

npoGa, gexnapupaxa
CBLIMacHo Touka
2.1.5.2 3a To3an Bng

npoba, geknapupada
chrnacHo Todka 2.1.5.1
33 TO3M BUA

npoBa, gexnapupaxa
ChLIMACHO TOYKa
2.1.5.3 3a Toam BuA

(01" v .02" ca cLOTBETHO MLPBO W BTOPO ONpeaensHe)

2.1.4.3. bpoit Ha onpenensHusATa

OmnpenensHusATa ce U3BBPIIBAT HA Pa3IHYHK MOANPoOH ot mo 50 g
BCSIKA.

AKO criel MbPBOTO OIpEAECISHE, U3BBPILICHO B CHOTBETCTBHE ChC
cxemara Ha HaOJtojieHHWe B jauarpama | wmid, Korato e Ieinecbo0-
pasHo, B quarpama 3, He Ce OTKPHBAT YacTHIH OT KHBOTHHCKH
MPOM3XO/, HE € HEOOXOAMMO MOMBJIHHUTEIHO ONpeAesHe U
pe3yaTarbT OT aHajlM3a Ce OTYMTA, KaTO C€ M3IM0JI3Ba (hOPMYJIH-
poBKaTa, ycTaHOBeHa B Touka 2.1.5.1.

AKO cliesl IbPBOTO OIPEAEIISHE, U3BBPIICHO B CHOTBETCTBHE ChC
cxemara Ha HaOnroJeHME B jauarpama 1, ce OTKpHAT eJHa WU
1I0BEYE YACTHIM OT >KUBOTHHCKM IPOM3XOX OT OIPENCNICH BH[
(T.. CyX0o3eMHHM TIpbOHaYHM >XKMBOTHH WM puba) W BHABT HA
OTKPUTHTE YacCTUIM IOTBBPXKAABa JCKIAPUPAHOTO ChIbpIKaHUE
Ha mpobaTa, He € HeoOXOIMMO BTOPO OmpelensHe. AKO OposT
Ha YaCTUIWTE OT JKMBOTMHCKM IIPOU3XOJ OT OIPENCICH BHJ,
OTKPHUTH HPHU IBPBOTO OIPEAEISHE, € TI0-BUCOK OT 5, pe3yiTaThT
OT aHaJIM3a Ce OTYUTA IO BUJI )KUBOTHO, KaTO CE€ M3IOJI3BA (opMy-
JIMpPOBKATa, ycraHoBeHa B Touka 2.1.5.3. B mporuBeH ciywait
pe3ynTaThT OT aHajlW3a Ce OTYMWTa IO BHJ JKMBOTHO, KAaTO cCe
n3non3Ba (opMyIHpPOBKaTa, YCTaHOBeHA B Touka 2.1.5.2.

AKO cresl MbpBOTO ONPEENsHE, U3BBPIICHO B ChOTBETCTBHE ChC
cxemara Ha HaOJIOZeHHe B Juarpama 3, ObJaT OTKPUTH MOBEYE OT
5 YacTHIM OT CyXO3eMHH Oe3rpbOHaYHU >KUBOTHH, HE € HE00-
XOJIMMO BTOPO OIpENeNsiHE W Pe3yJITaThT OT aHalM3a ce OTYHTa,
KaTo Cce M3Moi3Ba (OpMyIMpoOBKaTa, yCTaHOBeHA B Touka 2.1.5.3
3a CHOTBETHUS BHI.
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2.1.5.1.

2.1.5.2.

BbB BCHYKH OCTaHAIU CIIy4yad, BKJIIOUHTEIHO KOraTo Ha jiabopa-
TopuiTa HE € IIpeAcTaBeHa JeKJIapalus 3a ChIbpXKaHUE, ce
U3BBpIIBA BTOPO OIpEJeIsHe OT HOBa MOANPOOa. AKO Clex
BTOPOTO OINpPECNISHE, M3BBPIICHO B CHOTBETCTBHE ChC CXeMara
Ha HaOIIoJeHHe B auarpama 2 WM, KOraTo € IeiechoOpaszHo, B
quarpama 3, cOOpbT OT YaCTHLMTE OT YKUBOTHHCKH IPOU3XOJ OT
orpesiesieH BH, OTKPUTH HPH JIBETE ONPEICISHUS, € MO-TOISIM OT
10, pe3ynTaThT OT aHANM3a CE€ OTYUTA IO BHJ JKHBOTHO, KaTto ce
u3nom3Ba (HOpMyITHpOBKaTa, ycTraHoBeHa B Touka 2.1.5.3. B
NPOTHBEH CIlIydail pe3yiraTbT OT aHajuM3a Ce OTYMTa IO BHI
JKMBOTHO, Karo ce W3Moi3Ba (opMyimpoBKara, yCTaHOBEHa B
Touka 2.1.5.2.

[Ipeocmasane na pesyimamume

IIpn orumraHe Ha pe3ynraTuTe JabOpaTOpHUsATAa MOCOYBA BHUJA HA
W3MOJ3BaHMs NIPU aHaiIn3a Marepuan (yTaiika, ruiasaimia (pakuus,
KpaifHa miaBama ¢pakiys Wik cypoBuna). Ilpu oTuurtaneTo sCHO
ce 1moco4Ba OpOSAT Ha M3BBPILICHUTE ONPEICISHUS WM Jajld He e
OMII0 M3BBPIICHO TNpecsBaHe Ha (paKUUHUTE HPEIH MOJATrOTOBKATa
Ha TPEJIMETHOTO CTHKIIO B CHOTBETCTBHE ¢ Touka 2.1.3.4.3, mbpBO
THpe, TpeTa anuHes win Touka 2.1.3.4.4, Tpero THpe.

JlabopaTopHUST  JOKJIAJ  ChObpXKa Hai-Manko HHpOpMAIMs
OTHOCHO HQJIWYHUETO Ha CbCTABKU, IOJYUYEHU OT CYXO3E€MHHU
rpbOHAYHY KUBOTHH M OT puba.

OT,HCJ'IHI/IT@ CiIydyan c€ IMPEACTaBiAT TII0 OIHCAHUTE IO-A0TY
HAa4YWHHA.

He e ycranoBeHO Hanu4ue Ha YaCTHUIM OT >KUBOTUHCKHU MPOHU3XOJ
OT OTpE/eseH BHI:

— ,,JIOKOJIKOTO MOKe Ja Ce BHIH MOJ CBETIMHEH MHKPOCKOI, B
MOJJIOKeHATa Ha W3CJeABaHe Ipoda HEe ca OTKPUTH YACTHIIH,
MIOJy4€HH OT CYXO3€MHH I'PBbOHAYHH XMBOTHH.

— ,,JIOKOJNIKOTO MO’KEe Jia Ce BHAM MOJ CBETIIMHEH MHKPOCKOI, B
HOJIOKCHATa Ha H3CIeBaHe Mpoba He ca OTKPUTH YACTHI,
MOJy4eHn oT pubda.”

— ,,JlokonKoTO MOXKE A ce BHAM MOJ CBETIIMHEH MHMKPOCKOI, B
MOJJIOKeHATa Ha W3CJeABaHe Ipoda HEe ca OTKPUTH YACTHIIH,
TIOJIy4€HH OT CYXO3eMHH 0e3rpbOHAYHM >KUBOTHH.

Otkputu ca Mexay | U 5 4acTHIM OT JKUBOTHHCKH IMPOU3XOJ OT
ompesiesieH BHA, KOraro € OMJIO H3BBPIICHO CaMO €JIHO OIpel-
elsiHe, WM ca OTKpUTH Mexay | m 10 yacTtuum ot ompeneneH
BUJ, KOrato ca OWIM W3BBPIICHU JBE onpeneisiHus (OposT Ha
OTKPUTHTE YacCTUIM € TOJA KPUTHYHATa TIpaHMIA, YCTAaHOBEHa B
COII na EURL-AP u nmy6aukyBana Ha HeiHHs yeOcailT):

KoraTto e ouio HU3BBPIICHO CaMO €HO OIIPEACISAHE:

— ,,JlokonkoTo Moke na ce BUAM MOJ CBETIIMHEH MMKPOCKOIN, B
MOJJIOKEHATa Ha M3CJIE/IBaHe Mpoda ca OTKPUTH HE IMOBEYE OT
5 4YacTuuM, TOJY4YEHH OT CYXO3€MHHM TPBOHAYHH JKMBOTHH.
Yactuuure ca WACHTUGHUUUPAHA KATO ... [KOCTH, XPYLISIH,
MYCKYJH, KOCMH, pora, Jpyro (MoJisi, YTOYHETE CHOpPE
ciyyas)]. Tasm Hucka CTENeH Ha HaJM4YME HA YaCTUIU € MOK
KPUTHYHATa TpaHMLA, YCTAaHOBEHA 3a TO3M MHUKPOCKOIICKU
MeToA.

— ,,JlokonKoTO MOXKE A ce BHAM MOJ CBETIIMHEH MHKPOCKOIN, B
MOJJIOKEeHAaTa Ha M3Cie/BaHe Mpoda ca OTKPUTH HE IOBEYe OT
5 yacTuuM, TOMy4eHH OT puba. Yactuumre ca HICHTUDH-
LUpaHH Karto .. [pUOCHmIKM KOCTH, pPHOCIIKH JIFOCIIH,
XPYLUUIH, MYCKYJIH, OTOJIUTH, XpUiie, Apyro (MOJsl, YTOYHETe
cnopen ciydasi)]. Ta3u HHCKA CTENeH HAa HAIMYHE HA YaCTHIIN
€ MO KpUTHYHATA TPAHUIA, YCTaHOBEHAa 3a TO3M MHKPOC-
KOIICKH METO.I.
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2.1.5.3.

KoraTto ca Ouamn U3BBPIICHNU [BC ONPECACIIAHUA:

— ,,JIOKOJIKOTO MOXe 1a ce BHUAM IOJ CBETIMHEH MHKPOCKOII,
NpU  JIBETE OIpeNesssHHs B IIOUIOKEHATa Ha HU3CJIC/ABaHE
mpoba ca OTKpUTH HE HoBedye OoT 10 yacTHIM, MONYYEHH OT
CYX03eMHHM T'pBbOHAYHH >XMBOTHH. Yactumure ca HACHTHDU-
LUpaHH KaTo ... [KOCTH, XPYLISUIM, MYCKYJIH, KOCMH, pora,
npyro (Monsi, yrouHete cropen ciydas)]. Ta3u HHCKa cTerneH
Ha HAJIMYME Ha YAaCTHUIM € TI0J] KPUTHYHATA TIpaHHIa, ycTa-
HOBEHA 32 TO3H MHUKPOCKOIICKH METOJ.

— ,,JIokonKoTO MOXE 1na ce BHAM I0J] CBETIIMHEH MHKPOCKOII,
NpH  JIBETE ONpEJCIsSHMS B IOJJIOKEHAaTa Ha H3CIIEABaHEe
mpoba ca OTKpUTH HE HoBedye oT 10 yacTHIM, MONYYEHH OT
puba. Yactuiure ca uACHTHOUIUPAHH KATO ... [pHOCHIKH
KOCTH, PHUOCHIKM JIIOCIH, XPYLUPUIM, MYyCKYJH, OTOIHTH,
Xpuie, Apyro (Mossi, yrouHere criopen ciydas)]. Tasu Hucka
CTENeH Ha HAJIMYMe Ha YaCTHUIM € MOJ KPUTHYHATA TpaHMIa,
YCTaHOBEHA 32 TO3M MHKPOCKOIICKH METOJ.‘

— ,,JIokonkoTo MOXe 1na ce BHAM I10J] CBETIIMHEH MHKPOCKOII,
NpU JIBETE OIpeNesssHHs B IIOUIOKEHaTa Ha H3CJIC/IBaHe
mpoba ca OTKpUTH HE moBede oT 10 yacTHIM, MONYYEHH OT
Ccyxo3eMHH Oe3rpbOHauHM KuBOTHH. YacTuiure ca uaeHTH(U-
LUpaHH KaTO ... [KYTHUKYJHH (parMeHTH, YacTH OT ycTara,
MYCKYJI, TpaxealHH CTPYKTYpH, JApyro (MoJsl, yTOUYHETe
copen cmydas)]. Ta3u HHCKa CTelmeH Ha HaTUdue Ha
YAaCTUIM € I0J] KPUTHYHATA TPAaHMI, YCTAHOBEHA 3a TO3M
MHKPOCKOTICKH METOJ."

OcBeH TOBa:

— KoraTo e u3non3BaHO mpeaBapuUTEIHO IMpEcsiBaHE Ha mpoodaTa,
B J1a0OpaTOpHUS JOKIaJ ce 1ocouBa B Kosi dpakims (mpe-
cstata (pakiys, rpaHyidpaHara (pakuds WIH 3bpHATa) ca
OTKPUTH YaCTHUIUTE OT JXMUBOTUHCKU TIPOM3XOM, JOKOJIKOTO
OTKpMBAaHETO MM CaMO B mpecsrara (pakius Oh Morjio naa
O3Ha4aBa 3aMbBPCABAHE OT OKOJIHATA CPEMa.

— KoraTo ca OTKpUTH caMO YacTHIM OT YKUBOTHHCKH HPOHM3XOJ,
KOMTO HE MoraT ja ObJaT KaTeropu3MpaHH KaTo CyXO3eMHHU
rpbOHAYHN JKMBOTHH WM puba (Hamp. MyCKyJIHH BJIaKHa), B
JOKJIaJia ce 10COYBA, Ye Ca OTKPUTH CaMO TaKHBa YaCTHIH OT
JKMBOTMHCKM TIPOM3XOJl M Y€ HE MOXE Jia ce M3KIIOUM Te Ja
MPOU3XOXKIAT OT CYXO3€MHH TIPHOHAUYHH JKHBOTHH.

OTKpHUTH ca MoBedYe OT 5 YAaCTUIHM OT JKUBOTHHCKH IPOU3XOJ] OT
OTIpe/IesIeH BHJI, KOraTo € OMJIO0 M3BBPIICHO CaMO MPU EIHO OMpe/-
eJIsIHe, WM ca OTKPHUTHU moBede oT 10 yacThmm OT ompeneneH BU,
KOraTo ca OWJIM W3BBPUICHU JBE OMPEHCIITHUS:

Koraro e 0miio M3BBPIIEHO caMO €IHO OIMpEeIsHE:
— ,,JIOKOJIKOTO MOKe J1a Ce BHIH IOJ CBETIIMHEH MHKPOCKOI, B

IIOMJIOKEHATa Ha H3CJIEABAHE Hp06a Ca OTKPUTHU IIOBEYE OT 5
YaCTUIHU, TIOJYYEHH OT CYXO3€MHH I’p’b6Ha‘~IHI/I JKHMBOTHH.

Yactuiure ca WICHTU(QUIMPAHU KATO ... [KOCTH, XPYLSIH,
MYCKYJIM, KOCMH, poOra, JIpyro (MOJisi, yTOYHETe CIIOpen
ciydas)].”

— ,,JIoKoIKOTO MOKE Ja ce BHUAM MMOJ CBETIMHEH MHKPOCKOI, B
TMO/JIOKEeHATa Ha W3CIIEABaHE Mpoda ca OTKPUTH IMOBedYe OT 5
YaCTHIM, TMONy4YeHH OT puba. Yactuimre ca uaeHTHUIUPAHHA

Karo ... [pHOCmIKM KOCTH, pHUOCHIKH JIFOCIH, XPYIISUTH,
MYCKYJIM, OTOIIMTH, XpHJe, IPYyro (MOIisi, YTOYHETE CIIOpes
ciydas)].*

— ,,JIoKoNKOTO MOXKE Jia ce BHAM MOJ CBETIIMHEH MHKPOCKOI, B
MOJJIOKeHAaTa Ha W3Cie/iBaHe Mpoda ca OTKPUTH IOBeYe OT 5
YaCTUIIM, TOJYYEHH OT CyXO3eMHH Oe3rpbOHaYHU JKUBOTHH.
Yacruimre ca MACHTU(QUIMpPAHU KaTo ... [KyTHKYJIHH (par-
MEHTH, YacTH OT ycCTara, MYCKYJH, TpaxealHH CTPYKTypH,
npyro (Mojsi, yTouHeTe crmopen ciydas)].
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2.2.1.

222.
22.2.1.
222.1.1.

22.2.1.2.

KoraTto ca Ouamn U3BBPIICHNU [BC ONPECACIIAHUA:

— ,,JlokonkoTo MOXe 1na ce BMAM I0J CBETIIMHEH MHKPOCKOI,
MPU  JIBETE ONpeNelsHHs B IOUIOKEHATa Ha H3CJIE/BaHe
npoba ca OTKpUTH moBede OT 10 yacTUuM, MOTyYeHH OT
CYX03eMHHM TpbOHAUYHM >KMUBOTHHM. YacTuuure ca HICHTH(U-
IMPaHU KaTO ... [KOCTH, XPYILISAJIH, MYCKYJIH, KOCMH, pora,
apyro (Mosis, yTouHeTe cropen ciy4as)].”

— ,,JlokonkoTo MOXe Ja ce BHAM I10J CBETIIMHEH MHKPOCKOI,
IpU  JBETE OIpeNelsHHs B IIO/UIOKEHATa Ha H3CJIEIBaHE
npoba ca OTKpUTH moBeye OT 10 yacTHIM, MONYYEHH OT
puba. Yactuuure ca HICHTHGHUIMPAHH KaTo ... [pubemkn
KOCTH, pHOCLIKM JIIOCIH, XPYLUUIM, MYCKYJIH, OTOJHTH,
XpHIIe, Apyro (Mojs, yTOYHeTe cropei ciydvas)l.

— ,,JlokonkoTo MOXe na ce BHAM TOJ CBETIIMHEH MHKPOCKOI,
OpH JIBETE ONpEIeNsSHUS B IOJIOKEHaTa Ha H3CIIe/(BAHE
mpoba ca oTkpuTH moBede OT 10 dYacTuiM, MOIYYEHH OT
Cyxo3eMHH Oe3rpbOHauHM KUBOTHH. YacTuiure ca uaeHTH(DU-
UPaHH KaTO ... [KyTHKYJIHH (parMeHTH, 4acTH OT YCTaTa,
MYCKYJH, TpaxeajlHH CTPYKTypH, Jpyro (Mojs, yTO4HETe
criopen ciy4as)].”

OcBeH ToBa:

— Koraro ¢ M3MoN3BaHO TPEIBAPUTEIHO MpEcsiBaHe Ha mpobara,
B 11a0OpaTOpHHs IOKIAI Ce MocoyBa B KOsl (pakius (mpe-
csatata (pakuusi, rpaHyiupaHaTa Qpaxims WIM 3bpHaTa) ca
OTKPUTH YACTHIMTE OT >KHBOTHHCKH MPOM3XOM, IOKOIKOTO
OTKPUBAaHETO WM CaMoO B Tpecstata (pakmus O MOTIO 1a
03HauaBa 3aMbPCSIBaHE OT OKOJHATA CpPe.a.

— Korato ca OTKpUTH caMO YacTHIM OT XUBOTHHCKH IPOHM3XOJ,
KOUTO HE Morar jJa ObIaT KaTeropu3UpaHu KaTo CyXO3eMHH
rpbOHAYHU JKUBOTHM WM puba (Hamp. MyCKyJHH BJIaKHA), B
JIOKJIajla ce MOCoYBa, Y€ Ca OTKPMTU CaMO TAaKMBA YAaCTHIM OT
JKMBOTMHCKM TPOM3XOJl M 4€ HE MOXKE Jia Ce M3KIIOUU Te Ja
MPOU3X0XKIAT OT CYXO3eMHH I'pbOHAUHM >KHBOTHH.

[oaumepasna BepuxHa peakuusi (PCR)
Ipunyun

@parmenture or xae3okcupuboHykiaenHona kucenauHa (JHK) or
JKUBOTHHCKH TIPOM3XO0Jl, KOMTO € BB3MOXKHO JIa CE€ HaMupaT BEB
(dypakHUTE CypOBMHM M KOMOMHMpaHHTE (ypaxku, C€ OTKpHBAT
MOCPEJCTBOM TEXHUKA 33 I'€HETHYHA aMIUIM(UKALUi upe3 IOJIH-
MmepaszHa BepixkHa peakuust (PCR), HacoyeHa KbM CEKBEHLMH Ha
JIHK, xourto ca cneuuduuHu 3a KOHKPETEH >KUBOTUHCKH BHI.

Ilpu meroma ype3 PCR e HeoOxoammo Haii-Hampen ga Obue
m3pbpuieHo u3Bnuyane Ha JJHK. Ha cnexBamus etan m3Bnedenara
JIHK ce momiara Ha ammundukaius ¢ 1el 1a ObJaT yCTaHOBCHH
JKUBOTHHCKHUTE BHOBE, NMPEAMET Ha aHAIIU3a.

Peazenmu u anapamypa
Pearentn
Pearentn npu ¢aszara Ha u3Bnuuane Ha JIHK

CnenBa Ja ObJaT M3MOJI3BAaHUM EIMHCTBEHO DPEareHTH, KOUTO ca
onobpern or EURL-AP u ca mnybinukyBaHn Ha HeliHara
MHTEPHET CTPaHMIA.

Pearentn npu (azara Ha TeHETHYHA AMILTA(PHUKALHS
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222.1.2.1.

222122

2221.23.
222.123.1.
222.1232.

22.2.1233.

2222,

2.222.1.

22222
22223.

22224,
222.25.

22.2.2.6.

2222.7.
2.23.
223.1.

2232.

2.2.4.

[paiimepu u conan

CrnenBa na ce W3MON3BAT €JUHCTBEHO NpaiiMepd M COHAU CbC
CeKBCHI[MM HAa OJMTOHYKJICOTHIH, KOUTO Ca BATHIUPAHH OT
EURL-AP (').

PeaxktuBHu cmecu (Master Mix)

CrenBa 12 ObJaT W3MOJN3BAHM CaMO DasTBOPH HA PEAKTHBHHU
CMeCH, B YHHTO CHCTAaB IIMIICBAT PEArcHTH, KOUTO OMXa MOTJIA
Jla JIOBEIAT JIO TPEIIHN PE3yJITaTH MOpPaau NPUCHCTBHE HA SKHUBO-
turcka JTHK (?).

Pearentu 3a obe33apassiBane
PastBop Ha conna kucenuna (0,1N)

W36enBane (pastBop Ha HarpueB xunoxjuoput mpu 0,15 %
aKTUBEH XJIOp)

Hekopo3uBHH XHMHUYHH pearcHTH 3a 00e33apa3sBaHe Ha CKbIIa
amapaTypa, KaTo aHATMTHYHK BesHH (Hampumep DNA Erase™
Ha MP Biomedicals)

Amnapatypa
AmnanmutnaHa Be3Ha ¢ TouHoct 1o 0,001 g
Armapatypa 3a CMHJIaHE

TepMOLMKINYHO YCTPOKHCTBO, MO3BONISABAILO M3BBbpIIBaHE HAa PCR
B PEaJHO Bpeme

MuxkpoueHTpodyra 3a MUKPOLEHTPO(YKHU ENpyBETKU

HaGop ot MukpomuneTs, mo3BosisBaiiy nunetupane ot 1 pl 1o
1000 pl

CraHjapTHM  IUJIACTMAacCOBM  KOHCYMaTHBM 32  MOJIEKYJISIpHA
Ouosorusi:  MUKPOLUEHTPO(YXKHH  €NpyBETKH,  IIACTMACOBU
HaKpalHULK ¢ QUITBP 32 MHUKPONHUIIETH, JaOOPATOPHM IUIAKH,
HOAXOSIIN 32 TEPMOLUMKINYHO YCTPOHCTBO.

Opusepr 3a ChbXpaHeHHE Ha MPOOU U peareHTH
Bsemane Ha npobu u nooeomoeka Ha npoodume
Bsemane Ha npobu

H3non3sar ce NpeACTaBUTENHH IPOOM, B3€TH B CHOTBETCTBHE C
pasnopendure B npuioxenue .

INoaroroBka Ha mpobure

IloaroroBkata Ha naboparopHuTe MPOOHM A0 MOMEHTa HAa M3BJIH-
yaneto Ha /IHK ce ocblecTBsiBa B CHOTBETCTBHE C M3UCKBAHMATA,
nocoueHn B mpuioxkenue II. Haii-manko 50 g ot mpobara ce
OTZENAT KaTo 4acT OT mpoOara 3a ILeNUTe HA aHajiu3a, KaTo
BIOCJIEACTBUE TSI CE€ CMUIIA.

nO}]FOTOBKaTa Ha np06nTe CC€ U3BBPILIBA B ITOMCIICHUSA, PA3JIUNYHUA
oT mpeaHasHadeHute 3a usBiauyane Ha JIHK wm 3a peakumm 3a
reHeTH4Ha aMIutMQUKanus cbrilacHo crangapt 1SO 24276.

TMoaroraT ce 1Be MPOOH 3a aHaiM3, KATO BCSKA OT TAX € TOHE
100 mg.

Uszenuuane na JJHK

W3smuuanero Ha JIHK ce u3BbpmBa OoT BCsika moAroTBeHa mpoda
3a ananmu3 B croTBeTcTBUE ¢he COIl, ompenenenn ot EURL-AP u
myOJIMKYBaHH Ha HelHAaTa MHTEPHET CTpaHMIA.

3a Bcska cepHs MO M3BIMYAHE C€ MOATOTBAT IO JBE KOHTPOJIHH
npoOH Ha M3BIMYAHETO ChriacHO craHmapt SO 24276.

— mpa3Ha KOHTPOJHA Mpoba 3a M3BIHYAHE,

— MOJIOXKUTETHAa KOHTpOJHA mpoba 3a mi3eiauvane Ha JIHK.

(") CrnmcbkbT € Te3W mpaiiMepH W COHJM 32 BCEKH OT )KHBOTHHCKHTE BHIOBE, MPEAMET Ha
aHaJM3, € Ha pa3lojoKeHHe Ha MHTepHeT cTpanunata Ha EURL-AP.

(%) TlpuMepy 3a U3MOJ3BaHM PEAKTUBHU CMECH ca MyOJMKYBaHW HA MHTEPHET CTPAHHIIATA
na EURL-AP.
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2.2.5.

2.2.6.

2.2.6.1.

22.6.2.

Tenemuuna amnaugurayus

I'enernunara ammianuKanus ce W3BBPIIBA, KAaTO C€ HM3IOJI3BAT
BalIMAUPAHUTE METOIM 3a BCEKH OT JKMBOTHHCKUTE BHJOBE, 3a
KOHTO Ce M3MCKBA MaeHTH(UKanus. Te3n MeToau ca yCTaHOBEHH
B COIl, onpenenern ot EURL-AP u ny6nukyBaHu Ha HeliHarta
UHTepHET cTpaHuna. Beska mspiedena JIHK ce anammsupa mpu
Hali-MaJKo JBe pa3IHMYHM pa3pexIaHus, 3a Ja ce MpPEeleHH
HAJIMYMETO Ha MHXMOUpaHE.

IMoarorBsaT ce aBE KOHTPOJNHM INpoOM Ha amIuMpHKauusTa 3a
BCEKM U3CIEABaH >KUBOTHHCKM BHJ CbIVIAaCHO cTranzapr ISO
24276.

— 3a Besika iaka wik cepus ot PCR aHamus3u ce u3BbpIiiBa
MoJIOKUTENHA KoHTponHa mpoba 3a JIHK ot wuscnenBanus
JKMBOTHHCKU BUJI,

— 3a Beska miaka win cepus or PCR ananm3u ce usBbpiuBa
KOHTpOJIHA 1po0a Ha peareHTUTe NpH  aMILIMpHUKALUSL
(HapuyaHa olle KOHTpOJIHA 0e3 MaTpula).

Twzkyeane u omuumane Ha pesyamamume

Ilpn orunraHero Ha pe3yJaTaTHTe JA0OPATOPHATA  OCOUBA
uHpOpMaLMs Hal-MaJKO OTHOCHO TErJOTO Ha H3MOJI3BAaHUTE
npoOH 3a aHAJIM3, M3MOJI3BAHATA TEXHUKA 3a W3BIMYaHE, Oposl Ha
U3BBPIICHUTE ONPEIENIsSHUS, KAKTO M OTHOCHO TIpaHHlaTta Ha
OTKpHBaHE Ha METOJa.

PC3yJ'ITaTI/ITe HC cJie/Ba a C€ ThIKYBAaT M JOKJajBaT, akO I10JIO-
JKUTECIHaTa KOHTPOJIHA np06a 3a U3BJIMYAHC Ha I[HK U IIOJIOXKH-
TeJHaTa KOHTPOJIHA np06a 3a HHK OT HU3CJIICABAHUA XHBOTHHCKHU
BUJ HE JaBar IIOJOXKHUTCIHMU PpE3yJITaTu 110 OTHOLICHUE Ha
u3CjeABaHusl JKUBOTHHCKU BHJ, a KOHTpOJHaTa Hp06a Ha
pearcHTuTe Ipu aMHJ’II/I(i)I/IKaI_II/ISI € OTpullaTelIHaA.

B cnywait ue e HamMlle HECHOTBETCTBUE MEXKIY PE3yNTATHTE OT
BeTe MpoOH 3a aHaldHu3, € HEeOoOXOIMMO TOBTOPHO H3BBPIIBAHE
Haii-Manko Ha ¢aszara Ha reHeTnvHa amruMdukaims. B crydait
Ha OMNAceHWs OT CTpaHa Ha JadOpaTOpHATA, Y€ EKCTPAKTHTE Ha
JAHK morat na ca mpu4MHa 3a HECHOTBETCTBHETO, IpEaH Ja ce
NPHUCTBIIN KBM ThHJIKyBaHE Ha pe3yiTaTuTe, € HEOOXOOUMO ja ce
m3Bppm HoBOo u3Biamuane Ha JIHK u mocnenBama reneruuna
amITUKaLus .

OKOHYATEIHOTO OTYMTaHE Ha pe3ylTaTuTe cleasa Ja Oble
U3BBPIIEHO 4pe3 OOe[MHSIBAHE M ThHIKyBaHE Ha PE3yNTaTHTE OT
JBere npodu 3a ananu3 B croTBercTBUE ¢he COII, onpenenenu or
EURL-AP u ny6nukyBaHM Ha HeliHaTa MHTEPHET CTPaHULIA.

OtpunareneH pe3ynraTt
OTpHULATETHUAT PE3yNTaT Ce OTYMUTA IO CICAHUS HAYHMH:

B pasrnexnanara npoba He Oe ycraHoBeHo Hanumuue Ha JIHK ot
X (X — >XMBOTUHCKHMTE BHMJOBE MWIIM TIpylaTa OT >KUBOTUHCKH
BHUJIOBE, NIPEIMET Ha aHa/Iu3a).

[lonmoxwurenen pesyarart
T10oNOXXUTENHUAT Pe3ynTaT ce OTYUTA IO CJICAHUS HAYMH:

B pasrnexmanara npoba 6e ycranoseno Hammume Ha JJHK ot X
(X — IKMBOTHHCKHTE BHJOBE WIH TIpylaTa OT >KHBOTHHCKH
BHUJIOBE, NMPEIMET Ha aHauu3a).
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IIPUJIOJKEHUE VII

METOJ] 3A U3UUCJIABAHE HA EHEPTMMHATA CTOMHOCT HA
DYPAKUTE 3A JOMAIIHHU NTULHA

1. Meton 3a W3uMCisiBaHE M W3pa3sBaHE Ha CHEpPTrUiHaTa CTOWHOCT

Enepruiinata CTOWHOCT Ha KOMOMHHMpaHHTE (GypakHh 3a JOMAIIHH IITHIH
TpsiOBa sa ObJe H3UMCIsABAHA B CBHOTBETCTBHE C MOCOYEHATA I10-I0JY
(opmyna BB3 OCHOBa Ha MPOLEHTHOTO CBHABPKAHHE HA ONPEHEICHH
AQHAIMTUYHA KOMIIOHGHTH BBB (ypaxa. Tasu croiiHOCT TpsiOBa na Oble
uspazeHa B meramkaynu (MJ) oomenna eneprus (OE) ¢ kopurupan asor,
Ha KWJIOTPaM OT XpaHHUTEJIHAaTa CMecC:

MJ/kg OE = 0,1551 x % cypos mporemn + 0,3431 x % cypoBu
mazuunan + 0,1669 x % numecre + 0,1301 x % o0wo 3axapu (u3paseHu
KaTo 3axapo3a)

2. ﬂOHyCTI/IMI/I OTKJIOHCHUSI OT ACKJIapUPaHUTC CTOWHOCTH

Axo o¢puIHManHaTa MpoBepKa yCTaHOBH HECHOTBETCTBHE (IIO-BUCOKA WIIH I1O-
HHCKa CHEepruiiHa CTOMHOCT Ha (ypaka), MO3BOJCHOTO OTKIOHEHHE MEKIY
pesynrara OT MpOBepKaTa u JeKiIapupaHara eHepruiiHa croitoct e 0,4 MJ/kg
OE.

3. M3pa3sBane Ha pe3yiTara

Cnez{ npujlaraHeTo Ha TopernocodYceHaTta L’popMyna, TIOJIY4YCHUAT Ppe3ysTaT
TpﬂﬁBa Ja 6'])[[6 OTYETEH OO0 IbpPBHA 3HAK CJICH ACCETHYHATa 3arieras.

4. Metoau 3a B3eMaHe Ha MPOOM W aHAIH3

Bsemanero Ha mpobu oT KOMOMHMpaHHs (ypaxk M OMPEACNISHETO HAa ChABP-
’KQHHETO Ha KOMIIOHCHTHTE 3a aHAJIM3, TOCOYCHH B METOJA 3a M3YHCIICHHE,
TpsiOBa 1ga ObJe U3BBPIICHO B CBHOTBETCTBHE ¢ MeroauTe Ha Cbio3a 3a
B3e€MaHe Ha NPOOM M 3a aHANM3, M3MOJI3BaHU NMPU O(HULMAIHUS KOHTPOJ Ha

(dypaxmure.

TpXGBa Ja c¢ npuiarart CICAHUTE METOHU:

— 3a ompeJessiHe Ha ChIBPKAHUETO Ha CYpOBM Ma3HHHH: mpouenypa b ot
METO/Ia 3a ONpPEACNISIHE HA CYyPOBH Macja U Ma3HHHH, M3JI0)KeHa B 4acT JK
ot npunoxenue 1.

— 3a OMpE/EISIHE Ha ChIBP/KAHUETO HA HUILIECTE: MOJAPUMETPUYHHUS METOJ,
usnoxkeH B 4yacT K or mpunoxenne II1

METO/I 3A U3YUCJSIBAHE HA EHEPTUMHATA CTOWHOCT BbB
OYPAKHUTE CYPOBUHU U B KOMBUHUPAHUTE ®YPAXHU 3A
KOTKH U KYUYETA

EnepruiiHata cTOWHOCT BbB (pypakHHUTE CYpOBHHU U B KOMOMHUpAHHUTE (pypasku
3a KOTKM M Ky4yeTa ce M3UHCIsiBa B CHOTBETCTBHE Chc craHmapt EN 16967 —
Dypaxu: METOIM 3a B3eMaHe Ha NMpoOM U 3a aHanu3. [IporHocTHYHM ypaBHEHHS
3a oOMeHHa eHeprusi B KOMOMHUMpaHU (ypaku M J0OaBKM 3a KOTKH U Kyuera,
BKJIIOUUTEITHO JAMETHYHU (DYpaku
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HIPUJIOJKEHUE IX

TABJIMIHA HA CBOTBETCTBUETO, IOCOYEHHU B YJIEH 6

Jupextusa 71/250/EMO

Jupextusa 71/250/EMO

Hacrosmust periiaMeHT

Unen 1, mppBa anuHes
Unen 1, BTopa anmmHes
Ynen 2

Ynen 3

Ipunoxenne, yact 1
Ipunoxenne, yact 2
IIpunosxenue, yact 3
IIpunosxenne, vact 4
IIpunoxxenue, dact 5
[Ipunoxxenne, gact 6
[Ipunoxxenne, gact 7
[punoxenue, yact 9
Ipunoxenne, yact 10
IIpunosxenne, vact 11
IIpunoxenne, gact 12
IIpunoxenue, vact 14

[Ipunoxenue, gact 16

Unen 3
Unen 2

ITpunoxenue 11

IIpunoxenne III, gact O
IIpunoxenue II, vact M
Ipunoxenne I, wact H
IIpunoxenne 111, gact P

Mpunoxenue III, vact K

ITpunoxenue 111, yact "

[punoxenne III, gact I’

JupextuBa 71/393/EMO

Jupextusa 71/393/ENO

Hacrosusit periiaMmeHT

Unen 1

Unen 2

Unen 3

IIpunoxenue, yact [

IIpunoxenne, gact I1
IIpunoxenne, vacrt 111

IIpunoxenne, vact IV

Unen 3

[punoxenne III, gact A
Ipunoxenne 1II, gact /|
IIpunoxenne 111, gact I1

Mpunoxenue III, vact 3

Jupextusa 72/199/EXO

Jupextusa 72/199/EMO

Hacrosmust periamMenT

Unen 1
Unen 2
Unen 3
Unen 4
IIpunoxenue I, gact 1
IIpunoxenne I, yact 2
IIpunoxenne I, yact 3
IIpunoxxenue I, vact 4
IIpunoxenne I, yact 5

IIpunoxenne 11

Unen 3

IIpunoxenune III, gact JI

IIpunoxenue III, yact B

ITpunoxenune V, yact A
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JupextuBa 73/46/ENO

Jupextusa 73/46/EVIO

Hacrosimust permameHt

Unen 1
Unen 3
Unen 4
IIpunoxenne I, gact 1
IIpunoxenne I, yact 2

IIpunoxenne I, gact 3

Unen 3

[punoxenne III, gact b

[punoxenne I, wact U

Jupextusa 76/371/EMO

Jupextusa 76/371/EVO

Hacrosmusit periiaMmeHT

Unen 1
ien 2
Unen 3

IIpunoxenne

Ynen 1

[Ipunoxenue 1

Jupextusa 76/372/EMO

Jupextusa 76/372/EXO

Hacrosusit periamMenT

ien 1
Unen 2
Uien 3

[Tpunoxenue

JupextuBa 78/633/EMO

Jlupextusa 78/633/EMO

Hacrosimusr periiaMeHT

Unen 1
Unen 2
Unen 3
IIpunosxenne, gact 1
[Ipunoxxenne, gact 2

[Tpunoxenue, yact 3

Unen 3

IIpunoxenne 1V, wact B

Jupextusa 81/715/EXO

Jupextusa 81/715/EMO

Hacrosmust periraMeHT

nen 1
Unen 2
Unen 3

IIpunoxenune

Jupextusa 84/425/EMO

Jnpextusa 84/425/EMO

Hacrosmust periilaMeHT

Uien 1
Uien 2
ien 3

[Ipunoxenne
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10.

11.

12.

14.

JupextuBa 86/174/EUO

Jupextusa 86/174/EVO

Hacrosimust permameHt

Wien 1
Unen 2
Unen 3

[Ipunoxxenne

Unen 4

IIpunoxenne VII

Jupextusa 93/70/EUO

Jupextusa 93/70/ELO

Hacrosmust perilaMeHT

iren 1
Uien 2
Unen 3

IIpunoxxenne

Ynen 3

[punoxenune 1V, gact I’

JupextuBa 93/117/EO

Jupextua 93/117/EO

Hacrosimust permameHt

Unen 1
UYnen 2
Unen 3
[punoxenue, vact 1

IIpunoxxenne, gact 2

Unenose 3 u 5

IIpunoxenne IV, uact /|

IIpunoxenne VIII, gact A

. JupextuBa 98/64/EO

JupextuBa 98/64/EO

Hacrosimust perinameHt

Unen 1
Unen 2
Unen 3
Ynen 4
[Ipunoxenue, yact A

IIpunoxenne, yact B

Unenose 3 u 5

[Ipunoxenue III, vact E

[punoxenne VIII, vact b

Jupextusa 1999/27/EO

JNupextusa 1999/27/EO

Hacrosmusit periiaMeHT

Unen 1
Unen

Wien

SOwWoN

Uien

W

Ynen
Unen 6
Unen 7
IIpunoxenne, yact A
[Ipunoxenune, gyact b

ITpunoxenne vact B

Unenose 3 u 5

IIpunoxenne VIII, yact B
[Ipunoxenne IV, wact E

Ipunoxenune VIII, wact I’
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15.

16.

17.

18.

dupextuBa 1999/76/EO

Jupexrusa 1999/76/EO

Hacrosmust periamMenT

Unen 1
Ynen 2
Unen 3
Unen 4

IIpunoxenune

ien 3

IIpunoxenne 1V, wact XK

Jupextusa 2000/45/EO

Jupektusa 2000/45/EO

Hacrosmusr pernament

Unen 1
Unen 2
Unen 3
Unen 4
IIpunoxenne, yact A
[Ipunoxenne, yact b

Ipunoxenne vact C

Ynen 3

IIpunoxenne 1V, vact A
[punoxenune IV, gact b
[punoxenue III, gact XK

JupextuBa 2002/70/EO

Jupextusa 2002/70/EO

Hacrosimusr perilaMeHT

Unen 1
Unen 2
Unen 3
Unen 4
Unen 5

IIpunoxenne 1

IIpunoxenne 11

Unen 1
Unenose 2 u 3

IIpunoxenne 1 n npunoxenue V,
gact b (I)

IIpunoxenne Il u npunoxenue V,
gact b (II)

JupextuBa 2003/126/EO

Jlupextusa 2003/126/EO

Hacrosmust periamMenT

Unen
Unen
Unen
Uien

[ N O R O

Unen
Unen 6
IIpunoxxenne

Unen 3

IIpunoxenune VI
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