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PEITIAMEHT 3A U3ITBJIHEHUE (EC) 2024/771 HA KOMUCUSTA
ot 29 despyapn 2024 roguxa

3a u3MeHenue Ha Permament (EO) Ne 152/2009 3a ompenensiHe Ha MeTOOMTe 32 B3eMaHe Ha mpoou u
aHaM3 3a HeNuTe Ha OPMIMATIHIA KOHTPO Ha pypaxuTe

(Tekct ot 3Hauenue 3a EUII)

EBPOIIEICKATA KOMUCHS],
Karo B3e npensuy [loropopa 3a PyHKuMOHMpaHeTo Ha EBpomeiickust cbio3,

xaro B3e npemsun Perament (EC) 2017/625 Ha EBponeitckns napnament 1 Ha Cbera or 15 Mapr 2017 1. OTHOCHO OdyUMaHus
KOHTPOI M [IpyruTe OdMLMATHU JefHOCTH, M3BbPLUIBAHY C LET [ Ce TapaHTMPa IPUIIATaHeTo Ha 3aKOHOJATENCTBOTO B 0ONTACTTA Ha
XpaHuTe M QypaxuTe, IPaBUIATa OTHOCHO 3[PABEONA3BAHETO HA KMBOTHUTE M XyMAHHOTO OTHOLICHME KbM TSX, 30PaBETO Ha
pacTeHMsITa M NMPONYKTUTE 3a PACTMTENHA 3allNTa, 33 M3MeHeHne Ha permamentu (EO) Ne 999/2001, (EO) Ne 396/2005, (EO)
Ne 1069/2009, (EO) Ne 1107/2009, (EC) Ne 1151/2012, (EC) Ne 652/2014, (EC) 2016/429 u (EC) 2016/2031 Ha
Eponeitckus maprmamenT u Ha Cbsera, pernamentu (EO) Ne 1/2005 u (EO) Ne 1099/2009 na Cobsera u nupexrusu 98/58EO,
1999/74/[EO, 2007/43/EO, 2008/119/EO u 2008/120/EO na CbBera, u 3a otMsiHa Ha pernamenty (EO) Ne 854/2004 u (EO)
Ne 882/2004 Ha Eporeiickus mapnament u Ha CobBera, nupektusu 89/608/EMO, 89/662[EMO, 90/425/EMO, 91/496/EMO,
96/23[EO, 96/93/EO u 97/78/EO Ha CbBera u Pemenne 92/438/ENO Ha Cvera (PernameHT 0THOCHO opuimarums Kourpon) ('),
¥ IO-CIELMAHO WieH 34, maparpad 6 or Hero,

KaTo MMa NpelnBui, ue:

(1) ¢ Permamenr (EO) Ne 152/2009 na Komucusita () ce onpemensT METOIMTE 32 B3eMaHe Ha IPOOM M aHAIM3 3a LeUTe Ha
OQUIMATTHIS KOHTPOI Ha $ypaxurTe.

(2)  Meronure 3a B3eMaHe Ha IpoOu u aHanus, ycraHoseru ¢ Permament (EO) Ne 1522009, crena na ObaaT agantipaHu ¢ orjed
Ha Pa3BUTMETO HA HAYUHMTE M TEXHONOrMYHMTE 3HaHMs. C HACTOSIIMS PErNAMEHT CrieBa ma ObIAT BbBENCHM HSKOIKO
He3HAUMTESIHM NIPOMEHH, C KOETO M1 CE OTYeTe ONMUTHT, HATPyIaH Hpy IPUIIaraHeTo Ha METONA 3a aHa/u3, MIM C Liell JIa ce
BHECAT Pa3sCHEHIS [10 OMpEIeNeHI pasnopentu.

(3)  MerombT 3a B3emaHe Ha rpoGu, omucan B Permament (EO) Ne 1522009, He e momxonsiii 3a B3eMaHeTo Ha poOu 3a LeNuTe Ha
KOHTpOITa Ha MUKPOOVOJIOTMYHOTO 3aMbPCsBaHe, IOPAmy KOETO € M3KITIoUeH oT 06xBata. Thil KaTo 0bade cref M3MeHEHMETO
¢ Pernamenr (EC) Ne 691/2013 Ha Komucusita () HeroBoto M3KIIIOUBaHe OT 0OXBaTa He Ce CIIOMEHaBa M3PUYHO, TOBA [IOBENE
I10 M3BECTHO OOBPKBAHE, IOPAMN KOETO € LeTeCh0OPasHO M3KITIOYBAHETO OT 00XBATA OTHOBO a C€ [IOCOUM M3PUUHO.

(4)  LenecbobpasHo e ma ce BbBEAT CIELMATHN Pa3nopendy 3a B3eMaHeTo Ha MpoOu OT ¢ypaxy, NpeliaraHy 3a mpomaxoba or
orrepaTopyTe BbB PypaxKHIMsI CEKTOP Upe3 CPECTBa 33 KOMYHMKALMS OT Pa3CTOsIHME, KAaTO Ce MM MPEIBUI HAPACTBAHETO Ha
[WCTAHLMOHHNUTE NPofax6yu Ha gypaxu. B fombiHeHMe KbM pasnopenOuTe OTHOCHO aHATMTUYHATA HEONPENEIEHOCT Ha
M3MEPBAHETO 11 Bb3CTAHOBSBAHETO NPV AHAIIN3 HA HeXKENaH! BeIIeCTBA, TAKMBA Pa3ropenOu cremsa ga ObIaT BbBEHCHN U 3a
aHanM3a Ha CbIBPKAHNMETO Ha (ypaxHNUTe JOOABKM, Thil KATO Te a OT 3HaueHue u npy Hero. C OINET HA [IOKA3ATENCTBATA,
ye NPWJIATAHETO HA METOMA 33 aHa/M3 3a ONpeNesisiHe Ha KapOammm M3BbH 00XBaTa Ha paspelleHMeTo 3a Kapbammp Karo
¢ypakHa moGaBka BOIM O HENPABMIIHM AHATIMTUYHM PE3yINTATH, CIIeHBA 1A Ce YTOYHM OOXBATHT HA TO3M METOH M IIa Ce
06aBy MHGOPMALIVS 32 OLICHKATA HAa METOJIA M PE3YITATUTE OT CHBMECTHO M3CIICHBAHE.

(5)  Hsgonko merona 3a aHanus, ycrasosenu ¢ Permament (EO) Ne 152/2009, crensa a GbIar 3ajmueHu, Thil KaTo Beue He ca
IPUTOMHY 3a TpeNHA3HAYEHMETO CM. MeTONBT 3a aHamM3 3a ONpeHeNsHe Ha JIETNMBM a30THM OCHOBM M METONBT 3a
onpefersiHe Ha KapOOHATH clenBa 1a ObAT 3a7MYeHN, Thil KaTO B 3aKOHONATeNcTBOTO Ha Chio3a B 00nacTTa Ha ¢ypaxure
Beue He CBHIIECTBYBA NMPABHO M3MUCKBAHE 32 KOHTPOIN HA ChOTBETCTBMETO. CHIIECTBYBALIMAT METON 33 aHANN3 3a ONpefeNsHe
Ha MKJIa3ypuil ChIbpKa PeHAKUMOHHM TPEIIKY M BCIENCTBME Ha TOBA He MPeocTaBs HaleXIHM aHAIUTUYHY Pe3yNTaTil.
TMopamm TOBa TOI CrenBa a Oble 3aMeHeH ¢ KOPUIMPAH METOI, KOMTO OKA3aHO BOMM MO IONYYaBAHETO HA HANEKIHM
pesynraty. HoBute MeTomy 3a aHanmu3 3a ompemesisHe Ha cBOOOIEH M OO FOCKIION IMOKA3axa, ye METONBT 3a aHAIM3 33

() OBL95,7.4.2017 1., ctp. 1.

() Permament (EO) Ne 152/2009 na Komycnsra ot 27 stryapu 2009 r. 3a onpeferisite Ha METOTMTE 3a B3eMaHe Ha IIPOOU 11 aHAIN3 3a LieTIMTe Ha
oduumansus Kontpon Ha dypaxure (OB L 54, 26.2.2009 1., ctp. 1).

(*) Pernament (EC) Ne 691/2013 na Komucusira or 19 rorm 2013 . 32 namenenne Ha Pernament (EO) Ne 152/2009 1o oTHOLIeHMe Ha MeTOfMTE
3a B3eMaHe Ha mpo6u u anamm3 (OB L 197, 20.7.2013 1., c1p. 1).
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ompenensiHe Ha cBoGomeH 11 061 rocuiol, ycraHoseH ¢ Permament (EO) Ne 152/2009, He mpemocTasst HaieXIHY pe3yTaTy
¥ TIOpay TOBA CIieNiBa Ja GbIe 3amMueH M 3aMeHeH C 1030BaBaHe Ha esporelicku cranaptu (EN cranmapty). Merommre 3a
aHAM3 34 LENNTE HA KOHTPOJA HA HE3aKOHHOTO Hanuuye Ha OOABKY, KOMTO Bede HE Ca pa3pelleHy BbB QypaxuTe, Crensa
11a GBIAT 3aIMUCHY, Thil KATO OTTOTaBa HACaM €a Pa3paboTeHN MO-YYBCTBUTEITHM TOIXOMM 33 CKPMHMHT 11 METOIM 33 aHATIN3.

B mombiiHEHME KbM METOMMTE 33 aHAIM3, OMICAHM B IIPUIIOKEHNMSITA KbM HACTOSLIMS PEITIaMeHT, CrefBa 1a Obie nobaseHo
nozosasare Ha EN crannapty, kouto 1a ObgaT NpUaraHy npy M3BbPLIBAHETO HA OQUIIMATICH KOHTPOIL.

Tnit Kato ¢ PermamenT 3a uambnaerue (EC) 20212047 Ha Komucnsra () Gewre paspelueHa ynotpe6ata Ha HoBaTa QypaxHa
mobaBka ammpomuyM, B npwioxenue IV ko Permament (EO) Ne 152/2009 crenBa fma ce 106aBy METOT 3a aHamu3 3a
OIIPENENAHETO Ha aMIIPOIIMYM.

Toit KaTo u3meHeHusTa B Permament (EO) Ne 152/2009 ca chluecTBeHM M Ce OTHACAT 1O MHOXKECTBO pa3nopenOu or
IPUITOKEHISITA KbM HETO, OT ChoOpaxKeHMst 3a SICHOTA € LeNec0OpasHO Te3y MPUIOXeHns 1a ObOaT 3aMeHeHM B TSIXHATa
LISATIOCT.

Mepkure, NpemBuueHM B HACTOSAWIMS pEITIAMEHT, Ca B CBHOTBETCTBME CBC CTAaHOBMILETO Ha IOCTOAHHMA KOMUTET IO
PacTeHMsITa, KMBOTHITE, XPaHUTE 1 PypaxKuTe,

[TPUE HACTOSALLMS PEITIAMEHT:

Ynen 1

Wzmenenus B Permament (EO) Ne 152/2009

Pernament (EO) Ne 152/2009 ce u3MeHs1, KaKTo CrefBa:

1)

B unen 1 mbpBata anuHes ce 3aMeHs CbC CIETHOTO:

,BaemaHeTo Ha Ipo6M 3a LeuTe HA OQULMAIHIUS KOHTPOI Ha QypaxKuTe, I [O-CIELMAIIHO C OIJIEN OIPEeNsIHeTO Ha ChCTABKITE
¥IM, BKITIOUMTEITHO MATePUaNy, KOUTO ChIbPKAT, ChCTOST CE WM Ca MPOM3BENEHN OT FEHETHYHO MOIUGUIIMPAHM OPraHM3MU
(TMO), ¢ypaxun noGasky, onpeneneru B Pernament (EO) Ne 1831/2003 na Esporerickust mapiament u Ha CobBera (¥), u
HEXXeTaHy BewlecTsa, onpenenenyn B Hupekrusa 2002/32/EO na Esponeitckus mapnament u Ha CobBera (**), ce m3BbpliBa B
CHOTBETCTBUE C METOANTE, OIpENeNeHN B NPUITOXeHNe [, ¢ M3KITIOUeHNe Ha B3eMaHeTo Ha Ipo6y 3a LenuTe Ha KOHTPONaA Ha
MIUKPOOHOTIOTNYHOTO 3aMbPCSIBAHE.

(*)  Pernament (EO) Ne 1831/2003 Ha EBponeiickus napnmament 1 Ha Chera ot 22 centemspu 2003 1. OTHOCHO T0GaBKM 3a
M3II0NI3BaHe NPV XpaHeHeTo Ha xuBoTHute (OB L 268, 18.10.2003 1., c1p. 29).

(**) Hupekrnsa 2002/32/EO na Esponeitckus maprmamenT 1 Ha CbBera or 7 Mait 2002 I. OTHOCHO HeXeTIaHNTE BEIIECTBA B
xpanute 3a xkusotau (OB L 140, 30.5.2002 r., cp. 10).”

[Ipunoxenye I ce 3aMeHA ¢ TekCTa Ha NPUIIOKeHMe | KbM HACTOAIMA PEITIaMEeHT.

[Ipunoxenne II ce 3amenst ¢ Tekcta Ha npynoxenue Il KbM HacTOALIMS persIaMeHT.

[punoxenue III ce 3amens ¢ Tekcra Ha npunoxenye Il KbM HACTOAIMS PEITIAMEHT.

[punoxenne IV ce 3amMens ¢ TekcTa Ha Ipuioxenue [V KbM HaCTOANINS PEITIaMeHT.

[Tpunoxenne V ce 3aMeHs € TeKCTa Ha NpUIIOXeHMe V KbM HaCTOSILMS PerslaMeHT.

[Ipunoxenne VII ce 3amMens ¢ TekcTa Ha npuioxenne VI KbM HaCTOALINA periiaMeHT.

[Ipunoxenne VIII ce 3anyyasa.

Permament 3a ysmbnnerne (EC) 2021/2047 ma Kommemsta or 23 moempu 2021 r. 3a paspewraBaHe Ha ymorpeGata Ha aMmIporyM
xunpoxinopun (COXAM) karo dypaxkHa nobaBka 3a muiera 3a yrosisaHe M IWIETd, OTIIEKIAHM 33 KOKOWIKM HOCAUKM (LpuTEXKaTel Ha
paspewenvero: HuvePharma NV) (OB L 418, 24.11.2021 r., crp. 13).
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Ynen 2
Bnusane B cuna

Hacrosiumsr perimaMenT Biv3a B CMJIa Ha IBAI€CETVA IEH CIIET NEHA Ha Hy6HI/IKyBaHCTO My B Otj)uqua/:en BECMHUR HA E6p0n€ﬁCRuﬂ
Ce103.

Hacrosimmsr PErmmaMenT € 3aIbIIKUTEIIEH B CBOATA LAJIOCT M CE Ipuiiara IpSAKO BbB BCMYKM TbpKaBU
YJICHKI.

Cncrasero B bprokcen Ha 29 gespyapu 2024 rofmHa.

3a Komucuama
Tpedcedamen
Ursula VON DER LEYEN

ELL http://data.europa.eu/elijreg_impl/2024/771/oj 3/129



BG

OB L, 15.3.2024 1.

TIPMITOKEHME I

JIPYTTOKEHME 1
METOIM 3A B3EEMAHE HA ITPOBU

1. LIEJT 1 OBXBAT

TIpobure, MpeHasHaueHM 3a OPUUMAIHMS KOHTPOI Ha (ypaxXuTe, ce B3eMAT MO OMMCAHMTe MO-HONy Meromu. Taka
TONTyueHuTe IPOOHU ce CMATAT 3a MPENCTABUTENHN 3a OIPOOBAHNTE YACTH OT MAPTUIIA.

HCHTa Ha B3€MaHETO Ha MNPENCTaBUTEITHU HPO6I/I € Ha ce NoiyuM Majka 4acT OT €Ha IapTuia IO TakKbB Ha4yMH, 4e
OINPEHEIAHETO HAa KOATO M [Oa € KOHKPETHA XapaKTEpUCTMKA Ha Ta3M 4YacCT [1a IPENcTaBiifgBa CpelHaTa CTOMHOCT Ha
XapaKTepUCTUKaTa 3a LsilaTa napruia. Hp06a OT IIapTnaaTa €€ B3€Md, KATO MHOTOKPATHO CE€ B3€MAT TOUKOBU Hp06l/l Ha
pa3nuHy MecTa B IapTupiara. Te3u ToukOBU l'[p06l/[ Ce CMeECBAT, Taka 4e na 06pa3yBaT CbCTaBHA Hp06a, OT KOATO 4pe3
NPEOCTaBUTEITHO Pa3MeIsIHE CE MOUTOTBAT MPENCTaBUTEITHNA Kpaﬁmm l'[p06l/l.

Ako mpy BusyaiiHa IIpoBepKa I Bb3 OCHOBA Ha [IPyra OTHOCHMA MHGOPMALIMS YacTy OT (ypaxka, MOMIEKAL] Ha B3eMaHe
Ha 1pobu, MOKA3BaT Pa3/yKa B KaUeCTBOTO B CPaBHEHME C OCTAHANIATA YaCT OT Qypaxa OT ChlUaTa MApPTHIA, Te3M YacTH
Tpsi6Ba na GbIAT OTHENEHN OT OCTAHANIATA YacT Ha Pypaxa ¥ TPETMPAHN KaTo OTHENHA MONNapTuia. AKO He € Bh3MOXHO
dypaxbT ma ce pasmenyt Ha MOMNAPTHUIN, OT HETO Ce B3eMaT Ipo0Ou KaTo OT efHA eAMHNMYHA MapTuma. B takusa ciyuan
TOBA Ce [10COYBA B IIPOTOKOJIA 34 B3eMaHe Ha POOH.

Koraro 3a maneH ¢ypax, OT KOiTO ca B3eTy Ipobu B CHOTBETCTBIE C Pa3NOpenduTe Ha HACTOSIILNS PETTIAMEHT, Ce YCTAHOBH,
ue He OTroBapst Ha u3nckBanusTa Ha EC, 1 Toit ChcTaBisiBa vacT oT naprina Gpypaku OT e[Ha U ChIIA KATETOpUs MITA C eIHO
¥ CBLLO OIICAHME, Ce MPUEMA, Ye KOHCTATALIMITE Ce OTHACST 1O BCHUKIMSE Pypax OT Tasy MApTHUIIA, OCBEH aKO CIIef LIaTenHa
OlLIeHKA He ce OKaXe HeOCHOBATEIIHO [Ia Ce CYMTA, Ue OCTAHANaTa YacT OT NTapTAATa He OTroBapsl Ha u3yucksaHusaTa Ha EC.

BaemaHeTo Ha mpobu Moxe [1a 00XBAIIA ChIIO TaKa 1 (Pypaki, KOUTO ONEPATOPUTE B CEKTOpA Ha (ypaxumre Mpeiarat 3a
npogax0a upe3 CpencTBa 3a KOMyHMKALMsl OT PasCTOSHME B CHOTBETCTBME C uneH 11, maparpad 3 or Permament (EO)
Ne 767/2009 na Epomeiickust napnament u Ha Cosera ('). Bsemanero Ha mpobu ot gypaxu, mpemnaranu 3a mponaxoa
upe3 CpefCcTBa 33 KOMYHMKALMS OT PA3CTOSHME, N0 HNPYMHUMI Ce M3BBPIUBA NPV YCIOBUATA, M3TIOKEHM B HACTOSALIOTO
npunoxenne. CrennduuHMTe aCTEKTH Ha B3EMAHETO HA MPOOM OT (ypaxy, NMpelUlaraHy 3a Npogax0a upes CpeacTsa 3a
KOMYHMKAlVs OT Pa3CTOsIHME, Ca ONMCaHn B T. 11.

2. OINPEOEIIEHUA

— Tlapina: ompeeneHo KOMMYeCTBO Gypaxk, 3a KOETO ¢ YCTAHOBEHO, Ye MMa OOLIM XapaKTePUCTUKM, KAaTO IPOU3XKO,
PasHOBMAHOCT, BUIL Ha ONAKOBKATa, ONAKOBUMK, M3MpAllay MIIM €TUMKETMpaHe, ¥ — B CIIy4yail Ha IIPOM3BOICTBEH
IpoLec — IIPEACTaB/IsABa eNMHMLA IPOIYKIMsA OT €AMH 3aBOJ, KOVTO U3ION3BA eIHAKBY IIPOM3BONCTBEHM TIapaMeTpy,
VIV HAKOJIKO TaKMBA IVHMLM, KOTATO Ca IIPOM3BENEHN B IOCIIENOBaTENeH Pefl U Ca CKIIagMPaHy 3aefHO.

— OHPO6B&H3 YacT OT NapTuaa: napTuaa Ui ompeeiieHa 4act OT napTujaara uim nognaprujgara.

— 3amnevaraHa Hp06a: Hp06a, 3ali€yaTaHa II0 TaKbB HAaUMH, Y€ Ja € HEBb3MOZKHO 1a C€ OCBLICCTBY JOCTBII IO HES, Ges aa
6']:-,[16 CUyIIeH WIIN NPEMaxXHAaT MEYaTbhT NN oM6ara.

— ToukoBa po0a: KOMMYECTBO, B3eTO OT €IHO M CHLIO MSCTO B OMPOOBAHATA YaCT OT NapTHIa.
— CbCTaBHa npoba: ChBKYMHOCTTA OT BCUUKM TOYKOBM TPOOM, B3ETH OT e[Ha U Chblla OmpobBaHa MapTyya.
— Penyimpana npo6a: yact oT ChCTaBHATA MPO0a, TMOMTyUeHA OT Hesl Ype3 MPENCTABUTEITHO PeyLypaHe.

— Kpaitna npo6a: Yacr ot cbcraBHata mpoba (cMeceHa), OT pedyLypaHata npoba WM OT XOMOTEHM3MPAHATA ChCTaBHA
1poba, B 3aBUCHMOCT OT BIAA Ha KOHTPOMA (BX. T. 9.4.).

— Jlaboparopua npo6a: mpo6a, mpenHazHaueHa 3a abopaTopusita (KaKTo e [OMyyeHa B 1a00paTopusTa), KOSTO MOXE [a
Obie KpailHa, peylypana Win ChCTaBHa mpoda.

— Tlpoba or dpypax, npemwaras 3a npogax06a upes CPeNcTBa 3a KOMyHMKALMs OT pascrosiaye: [Ipoba or napruna gypax,
Tpe[UTara 3a mpomaxk06a upe3 CpencTBa 3a KOMYHVMKALMS OT PasCTOSHIE.

() Pernament (EO) Ne 767/2009 Ha Espomneiickus maprament u Ha Cbsera or 13 rom 2009 r. OTHOCHO IyCKaHeTO Ha nasapa u ymorpebara Ha

Qypaxu, 3a usMererue Ha Permament (EO) Ne 1831/2003 Ha Eponeiickus naprament u Ha CbBeta, 3a otmsia Ha [upektusa 79/373[/EMO Ha
CoBera, [upexrnsa 80/511/EVO na Komucusra, aupextusu 82[471[ENO, 83/228/EVIO, 93/74[EMNO, 93/113/EO n 96/25/EO Ha Cbeera,
KaKTo 1 Ha Pemerye 2004/217[EO Ha Komucusra (OB L 229, 1.9.2009 ., c1p. 1).
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4.1.

4.2.

4.2.1.

4.2.1.1.

4.2.1.2.

4.2.2.

4.2.3.

OBLLIM PA3IIOPENBM
— BaemaHeTo Ha IPoOM ce U3BBPIIBA OT JIMILIA, ONPABOMOLIEHN [Id U3BHPIIBAT TOBA OT KOMIIETEHTHMS OPTaH.

— B ciyuait Ha B3eMaHe Ha mpo6a OT gypax, IMpemiaraH 3a Mpomax0a upe3 CPECTBa 33 KOMYHMKALMS OT PasCTOSIHIUE,
KOMIIETEHTHVSIT OPTaH M3MCKBA OT ONEPaTopa B CEKTOpa Ha ypaxkuTe M3BECTHO KOIMUYECTBO OT (ypaka IOCPENCTBOM
CPEIICTBO 33 KOMYHVKALMS OT Pa3CTOSIHME.

— Hp06aTa TpH6Ba T1a ce 3areyara I10 TAKbB Ha4MH, Y€ a C€ MPENOTBPATU BCAKAKDBB NOCTHII 10 HES, Ges Ja ce cuynm mimn
npeMaxHe mw1oM0aTa UM MEYaTsT.

MapkupoBkata Ha mombara/meyara Tpsiosa 1a Obe SICHO Pa3NO3HABAeMa U SICHO BUIMMA.

— MWnentndukauys Ha npobara: npobata TpsOBa ma Oble He3aTMUMMO MApKMpaHa ¥ [ ce MIEHTUUIMPA [0 TAaKDB
HAUVH, Ye 7 MMa He[IByCMICIIEHa BPb3Ka C IIPOTOKOJIA 3a B3eMaHe Ha mpoli.

— Or BesiKa ChCTAaBHA MM pelyLypaHa Ipoba ce B3eMar CIeHUTe KpaiiHu poOu: eiHa 3a KOHTPOI (IIpaBONpHITAraHe) 1
ellHa 32 OIepaTOpa B CEKTOpa Ha PypaxuTe (3alMTHA 1poba). EBeHTyanHo Moxe [1a Gbe B3eTa Olle elHa, apOuTpaKHa
KpaitHa npoba. B cayuait ue chcraBHata mpoba € HAITBIIHO XOMOTEHM3MPAHA, KpailHMTE MpoOM ce B3eMar OT

XOMOTEHM3MPAaHATa ChCTABHA NPOOA, OCBEH aKO TAKaBa IpOLeENypa He IPOTMBOpEYN HA MpaBMIIaTa Ha IbpXKaBaTa
uileHKa [0 OTHOLICHME Ha [IPABATa Ha OIepaTopa B CEKTOPA Ha (ypaxuTe.

— CornacHo wien 15, naparpadu 1 u 2 or Pernament (EC) 2017625, HOKONKOTO ¢ HEOOXOMMMO 33 M3BBPIIBAHETO Ha
OQMIMAIIHO B3eMaHe Ha MPOGY 1 KOraTo KOMIIETEHTHHUTE OPTaHM IO U3MCKBAT, ONEPATOPUTE B CEKTOPA Ha Pypaxure:

— HpCJIOCTaBFIT Ha CIIyKUTCINTE Ha KOMIIETCHTHUTE OpraHM JOCTBII 1O 060pyllBaH€TO o1 TEXEH KOHTpOII,
BKITFOUUTEITHO, PU HCO6XO]II/IMOCT, NOIXOIAIIO O60pyHBaH€ 32 B3€MdHE Ha HpO6I/I VI JIMYHM TIpENIIasHn CpenCTBa;

— CheiicTBaT ¥ CHTPYIHNYAT HA CITyXXUTEIUTE Ha KOMIIETEHTHITE OPIaHM C OITIeN Ha YCIEUIHOTO B3eMaHe Ha Ipobu,
BKITIOUMTEITHO KATO OCUTYPSIBAT Ha CITyKMTEINTe Ha KOMIIETEHTHUTE OPraHy IOCTBII 0 pypaxurte.

ATIAPATYPA

Anaparypara 3a B3eMaHe Ha ipobu Tpsi6Ba 1a e u3paboTeHa OT MaTepyasIi, KOMTO He MOTAT a 3aMbpCST B3ETUTE 3a Ipoba
NPONYKTH. Alaparypata, IpefHa3HaueHa Na Gble M3MON3BAaHA MHOFOKPATHO, TPsOBA [ Ce MOYMCTBA JIECHO, 33 Ha Ce
n30erHe KPBHCTOCAHOTO 3aMbPCsIBAHE Ha IPoOuTe.

IpenopbuBana anapatrypa 3a B3eMaHe Ha IpoOu ot TBHpIM Gypaxu
Pauto 83emate Ha npobu
[Trocka nornatka 3a B3eMaHe Ha IPOOM ¢ BePTUKAIHY CTPAHIL.

CoHna 3a B3eMaHe Ha MpoOM C [IBITHI MPOpe3 WM Kamepy. Pasmepute Ha COHmATa 3a B3eMaHe Ha mpobu TpsGza ma
CHOTBETCTBAT HA XapAKTEPMUCTUKNTE HA OMPOOBaHATA YaCT OT MAPTMAA (TBIOOUMHA HA KOHTEIIHepa, pa3Mepy Ha uyBajuTe
¥ T.H.) ¥ Ha TOJIEMIHATA Ha YacTUumTe Ha pypaxa.

AKo coHmata 3a B3eMaHe Ha mpoOM ¥MMa HSKOJIKO OTBOpA, Te TPsiOBa [a BOMAT 1O PasHelieHy Kamepy WM fHa ca ¢

TOCIIENOBATEITHO U3MECTBAHE 10 00MKOIKATa Ha HaIllpeyHOTO CE€YCHME Ha COHJIATa, 3a [a CEC rapaHTupa, 4ye npo6aTa € B3€Ta
OT pa3M4yHy MECTa 110 IBJIKMHATA Ha COHATA.

Mexanuuro 83e/naxe Ha npo6u

Moxe nma ce u3MON3Ba MOOXOMsIA MeXaHUYHA arapartypa 3a B3€MaHE Ha HpO6I/I oT c])ypax oT KOHBCﬁCpHa JICHTA.
MexaHuuHara amaparypa ce€ CuyTa 3a Iogxonuia, Korato ce B3eMart, KaTo MUHUMYM, l'lp06]/[ OT LIAJIOTO CEUEHME HA ITOTOKaA.

Ipobu or ¢ypax Ha KOHBeilepHa NeHTa (IIPM BUCOKM CKOPOCTM HA IIOTOK4) MOXe Ja Ce B3eMAT C aBTOMATHYEH
npoboB3eMay.

Heaumennu ycmpoiicmea

AKO € Bb3MOXKHO U YMECTHO, 3a IIOArOTOBKAaTa Ha MPEHCTaBUTEITHNA pedylpaHn l'lp06I/[ cliefBa oa ¢e u3IoJji3eaTt YCTPOV[CTB&,
NpenHasHa4YeHy a pasnerniaT np06aTa Ha Hp]/l6J'IVI3]/[T€IIHO paBHM YacTu.

ELL http://data.europa.eu/elijreg_impl/2024/771/oj
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5.1.

5.1.1.

KOJIMYECTBEHM VIBUCKBAHMA 10 OTHOLLIEHME HA BPOSl HA TOYKOBUTE ITPOBU

— Kommuecrsennre u3ncKBaHys B To4ky 5.1. i 5.2. 10 OTHOMIEHNE Ha OpOst HA TOUKOBUTE TMPOGK Ca MPUTOKMMI 33
ONpoOBaHy YacTy OT MapTUA C pasMep 10 He mosede oT 500 TOHA, OT KOUTO MOTAT M CE B3EMAT MPENCTABUTEIHN
npobu. OmycaHara mpouemypa 3a B3eMaHe Ha IpoOM BaxXy B €OHAKBA CTENEH ¥ 33 NO-TONEMM KOIMYECTBA OT
OIIpereNneHus: MakCUMaleH pasMep Ha OMpoOBaHAaTa YacT OT MAPTHMA, NpPM YCIOBME ue MAKCUMATHMST Opoil Ha
TOYKOBUTE IIPOOM, MocoueH B Tabmuimre B Touky 5.1.1., 5.1.3. u 5.1.5. no-gony, 6bae npeHeOperHaT 1 BMeCTO TOBa
OposT Ha ToukoBuTe mpoGu Obe OmpemesieH ¢ IOMoWTa Ha (OpMyNTata C KBampaTeH KOPEH, MpEHCTaBeHa B
CHOTBETHATA YaCT Ha MpOLEypata (BX. Touka 5.3.), a MMHMMAIHMST pasMep Ha ChCTABHATA Mpo0a ce yBemmuu
npornopiyoHanHo. ToBa He mpedy romsiMa mapruia na Obme pasfenieHa Ha MO-ManKu MOMMAPTMOM M OT BCsKA
IOIMApTIIA 13 Ce B3eMaT po0y B ChOTBETCTBHUE C MPOLIENypaTa, OIuCcaHa B Touky 5.1 u 5.2.

— Onpobsanara yacT OT napTiga Tps6a na Gbie C TAKBB pa3mep, ye 1a MMa Bh3MOKHOCT 32 B3eMaHe Ha mpoba oT BCsKa
OT CbCTABHUTE M YaCTHL.

— 3a MHOTO ronemy mapTuny um nogmaptuy (> 500 ToHa) 1 3a mapTUAM, KOUTO ca TPAHCTIOPTUPAHN MU CKIaIupaHu
IO TaKbB HAYMH, Ye He MO3Ke JIa ce B3eMaT Mpoby B COTBETCTBYE C TPOLIEAYPATa 3a B3EMaHe Ha Ipo6u, NpenBuieHa B T.
5.1.u 1. 5.2. OT HACTOSIIIATA [T1aBa, Ce IPWIATa IpOLeMypaTa 3a B3eMaHe Ha IIpobu, npensuueHa B T. 5.3.

— 3a mpobuTte OT ypaxu, TpeIraraHy 3a Mpofaxba upes CPEOCTBA 33 KOMYHMKALMS OT PasCTOsIHME, PasMepbT Ha
apTMHATa, OT KOSITO CE M3MCKBA KOJMUYECTBOTO, OOMKHOBEHO HE € M3BECTEH Ha KOMIETETHMs opraH. CIeoBaTeHo
rocoyeHata B Touky 5.1. 1 5.2. mpolefypa He MOXe [Ia ce M3MON3Ba. B TO3u ciywail ce mpuiara IpoLenypaTa,
omicana BT. 11.

— B ciiyuait ye omepatopbT B CeKTOpa Ha pypaxkuTe € 3aIbIKEH OT 3aKOHA [1a ce ChoOpasy C HACTOSLIMS PEITIAMEHT B
PaMKMTe Ha 3aIBIKMTENIHA CUCTEMA 338 MOHMTOPMHT, TOJ MOXe J1a Ce OTKIIOHABA OT KOMMYECTBEHNTE M3UCKBAHMA B
HACTOAIIATa TOUKA, 33 Ja B3eMe IIPeNBUI eKCII0ATALMOHHUTE XapaKTepUCTUKY, TIPU YCTIOBME Ye € MPEHCTaBuil Ha
KOMIIETEHTHIS] OPTaH [OCTATBYHO TOKA3aTeNICTBA 3a TOBA, Y€ Ta3) IPOLEMypa 3a B3eMaHe Ha IIPOON € B ChIATA CTENeH
TPENCTABUTENHA, U € IONyYMIT pa3peleHne OT KOMIIETEHTHMS OpraH.

— B u3kiioumTeN N CIyyan, aKo OMMCAHMAT METOM 3a B3eMaHe Ha IpoOy He MOXKe [ ce MPIIOXM N0 OTHOIIEHNE Ha
KOIIMYECTBEHNUTE M3MCKBAHMSI [IOPAfyM HEIPUEMIMBATA ThPTOBCKA LIETA, KOATO 6M HAHECTIO eBEHTYalHO YBpEX/aHe Ha
TnapTuaTa (Mopajgy HauMHMTE HA ONAKOBaHe, CPEACTBATA 3a TPAHCIIOPT, HAUMHA HA CKJIAMpaHe M T.H.), MOXe Ja ce
IpuIIara anTepHATUBEH METOM 33 B3eMaHe Ha IPOOM, IpY YCIIOBUE Ye € MAKCHMAIIHO NPENCTABUTENEH M € HAITBIIHO
OIVCaH ¥ IOKYMEHTHPaH.

KonmuectBeHM M3MCKBaHMA 10 OTHOLIEHUE HAa TOUKOBMUTE NMPOOM BbB BPb3Ka C KOHTPOIIA Ha BELIECTBA WM
NPOIYKTH, pa3npeelleH! pABHOMEPHO BbB pypaka

Hacunnu mespou ¢ypasru

PasMep Ha onpo0OBaHaTa yacT OT MapTuiua Mutnmasien Gpoit ToukOBK poOY
< 2,5 ToHa 7
> 2,5 ToHa \ ot 20 meTH GpOST Ha TOHOBETe Ha OMPOGBaHATa YaCT OT MapTHa (¥) ,
HO He noBeye oT 40 TOUKOBM IIPobH

(*) AKO MOYYEHOTO YHCIIO € JPOOHO, TO Ce 3aKPbITIABA [0 Hail-OIIM3KOTO MO-TOJLSIMO LISITO YMCIIO.

Teunu d)ypamu 8 HACUNHO CeCmogHue

Pa3mep Ha onpobBaHaTa yacT OT MapTiia MuHuManen 6poit TOUKOBY Mpobu
< 2,5 ToHa wmm < 2 500 nutpa 4 (%
> 2,5 ToHa wim > 2 500 nutpa 7 (*)

(*) AKO TEUHOCTTa He MOXKe [1a Ce XOMOTeHM3Mpa, OposiT Ha TOUKOBUTE TPoGM TPsiOBa a Oblie yBeMUeH.

6/129

ELL http://data.europa.eufelijreg_impl/2024/771/oj



OB L, 15.3.2024 1.

BG

5.2.

Maremupanu ¢ypasru

(Qypaxute (TBHPIM M TedHM) MOTaT [1a GbIAT TAKETUPAHU B TOPOU, UyBaIIM, KyTUM, OUIOHM U [IPYTH, KOUTO B Tabrmuara ce
o6o3HauaBar Kato eguHMLM. [Ipobu ot ronemut emuayuy (> 500 Kr wiv nutpa) TpsiOBa a ce B3eMaT B CHOTBETCTBHE C
pasnopen6ute 3a HacunHyu ¢pypaxy (Bx. 5.1.1n 5.1.2))

MunumareH Opoit eayHMIM, OT KOUTO TpsibBa [a ce B3eMe (Hail-Maiko) efHa

Pasmep Ha ompo6BaHaTa yacT OT MapTua
p P P TOUKOBa 11poda (*)

Ot 1 o 20 enuunm 1 emmumta (**)
Or 21 o 150 eguHnumM 3 emmuuiy (*¥)
Ot 151 o 400 equuuum 5 emviHnum (**)
> 400 eguHNIM Vi oty ot Opost Ha eMMHNLINTE, OT KOUTO Ce ChCTOM OMPOOBAHATA YacT OT

napruga (***), Ho He osede oT 40 egUHUIY

(*)  Ako oTBapsHeTO Ha eMHMIATA 61 MOITIO [1a NOBIIMsiC HA aHAIM3A (HAIP. [IPY HETPAiHM BaxKHM (ypaxu), TouKoBaTa mpoba TpsiOBa
11a 6blie HeOTBOPEHATA e[IMHMLIA.

(**)  3a emMHMIM, YMETO ChIbPXaHMe He Hamsuuwasa 1 kg miy emmu nuThp, 3a TOUKOBA Mpoba ce MpyeMa CHIbPXKAHMETO HA eIHA
OpUTMHATIHA eIVHNIIA.

(***)  AKO IIOJTy4EHOTO YMCIIO € IPOOHO, TO Ce 3aKPBIISBA 10 HAli-O1M3KOTO MO-TOMSMO LiSTIO YMCTIO.

Qypaskru 610ruema u munepannu Gyyu 3a 6ausane

Ha enna onpo6BaHa yacT oT mapTuma Ot 25 eIMHIMIM Ce B3eMa 3a IIpoba Haii-Majnko egHo Orokde wm eaHa 6yma, Ho He
roBeye oT ueTnpyt Orokuera i Gyim 3a OnmsaHe.

3a Grokuera uim Oy 3a OnusaHe, KouTo ca ¢ Terno o 1 kg, 3a ToukoBa npoba ce npreMa ChIbpKaHUETO Ha enHO GroKye
wn efHa Gyra.

Tpeetu u 2pybu dypaxku
PasMep Ha ompo0OBaHaTa 4acT OT mapTuma Munnmanen Opoit Toukosn mpobu (¥)
< 5 ToHa 5
> 5 ToHa \ ot 5 mhTM GPOAT Ha TOHOBETE Ha OMPOOBAHATA YaCT OT MapTuia (**) ,
HO He noBeye oT 40 TOUKOBM IPobH

(¥)  VI3BecTHO e, e B HAKOU CUTYaLwy (HAIIpUMep TIPY CUIAXKNUTE) He € Bb3MOXKHO J1a Ce B3eMaT HeoOXONMMIUTE TOUKOBY IIpoGu, 6e3 I ce
HAHecaT HePUEMIMBY LIETY Ha NIAPTINATA. B TaKyBa CUTYaLmy MOXe [1a ce IPWIIara alTepHATVBEH METON 34 B3eMaHe Ha Ipoly, Kato
HACOKMTE 33 B3eMaHe Ha IpoOy OT TaKMBa MApTHIM ca JOCTHIIHM Ha crenHus ajpec https://food.ec.europa.cu/system/files/2016-
10/animal-feed-guidance_documents_691_2013_en.pdf

(**) AKO TOTYH4€EHOTO YMCTIO € IPOGHO, TO Ce 3aKPBIISABA 10 HAl-GNU3KOTO MO-TOAMO LSO YMCIIO.

KonmuectBeHM M3MCKBaHUA 10 OTHOLIEHME HAa TOUKOBUTE MPOOM BBB BPB3KA C KOHTPOJIA HAa CHCTABKM WM
BeLIIeCTBA, KOMTO MOTAT [ Ca Pa3mpenesieHN HepaBHOMEPHO BbB (ypaka

Teau KonmM4ecTBeHM MBUCKBAHUS 110 OTHOLIEHYE Ha TOUKOBUTE Hp06I/I C€ M3ION3BAT B CIIEAHUTE CUTYalNN:

— KOHTpON Ha adIIaTOKCUHM, MOPABO pOrde, APYTM MMKOTOKCMHM M BpemHM OOTAHMUECKM IpUMecH BbB ypaHUTE
CYpOBUHY;

— KOHTPOII Ha KPBCTOCAHO 3aMbpPCABAHE OT CbCTABKA, BKITIOUMUTEITHO ITEHETUYHO MO]I]/I(l)I/[].II/IpaH marepuail, uim BELECTBO,
3a KOETO Ce OYaKBa HEPABHOMEPHO pa3IIpENETIEHNE BbB d)ypa)KMTe.

AKO HAI30pHMAT OpraH MMa CepMO3HM OCHOBAHMS [1a IIOTO3MPA, Ue TAKOBA HEPABHOMEPHO pasIpefielieHe ChLIECTBYBA 1 B
ClIyuait Ha KPBHCTOCAHO 3aMbpCSBAHE OT ChCTABKA WMIM BEIIECTBO B KOMOMHMpaH ¢ypax, MOXKe Ha ce Mpuiarat
KOJINUECTBEHNTE M3MCKBAHNSI, TIPEABIACHY B TaOIMIIATa O-TOTY.

ELL http://data.europa.eu/elijreg_impl/2024/771/oj
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Pazmep Ha onpoOBaHaTa YacT OT MapTUia Muuymanen 6poii ToukoBy npobu

< 80 ToHa Bak. KOMUeCTBeHITe M3NCKBAHIS B T. 5.1. Bpostt Ha ToukoBuTe IIPO6IH,
KOMTO TPsibBa [1a Ce B3eMar, TpsiOBa 1a Oble YMHOXKEH 10 2,5.

> 80 ToHa 100

5.3. KonuuecTBeHM M3MCKBaHNUA 110 OTHOIEHNE HA TOYKOBUTE MPOOY MPM MHOTO roJIeMy NapTHIN

B ciyuait Ha ronemy onpo6BaHM YacTy OT mapTupma (ompobBaHu wactyt or mapruna > 500 ToHa) 6posT Ha TOUKOBUTE
npobu, kouto Tpsibsa ma ce B3eMar, e paseH Ha 40 Toukou mpoOy + \ OT TOHOBETe IO OTHOLIEHNME Ha KOHTPONA Ha
BEIeCTBA WJIM TIPOTYKTH, PasTpeNeNeHy PaBHOMEpHO BbB pypaxa, wmi 100 Toukosu mpobu + V' OT ToHOBeTe MO
OTHOILICHME Ha KOHTPOIA Ha ChCTABKY MITY BEIIECTBA, KOMTO MOTAT [Ia Ca pa3mpeyieNieHy HepaBHOMEPHO BbB ypaKuTe.

6. KOJIMMYECTBEHM M3MCKBAHMA 110 OTHOLIEHME HA CbCTABHUTE ITPOBU

WU3uckea ce eqHa cbCTaBHA rlp06a 3a BCSKa 0np06BaHa YacT OT IapTuaa.

EcrectBo Ha ¢ypaxkure MuHnmasieH pasmep Ha chcraBHata mpoba (*) (**)
6.1. Hacunan dypaxm 4 kg
6.2. TMaxerypann ¢ypaxu: 4 kg (***)
6.3. TeuHy WM TOITYTeUHN Qypaxu 4 nurpa
6.4. (Dypaxnu Griokuera nm mMuHepanum Gyun 3a Onusane:
6.4.1. Besiko(a) ¢ Terto Han 1 kg 4 kg
6.4.2. BCSIKO(a) € Terno He noseve or 1 kg TErTI0TO HA YeTVMPY OPUTHHATIHY OIIOKYeTa Wi
Oy
6.5. Tpesun u rpyou pypaxmu 4 kg (%)
() Axo dypaxure, OT KOUTO Ce B3eMaT IPOOH, Ca C BICOKA CTOHOCT, MOXe [ia Ce B3eMe II0-MaJIKO KOJIMUECTBO 3a ChCTaBHaTa poda,

IIpY YCIIOBME Ye TOBA Ce OIICBA U TOKYMEHTHPA B IPOTOKOIIA 33 B3eMaHe Ha POOu.

(**) B cpotsercTBue ¢ pasnopenodute Ha Permament (EC) Ne 619/2011 Ha Kommcusita ot 24 1onm 2011 1. 3a onpeensHe Ha MeTomuTe
3a B3eMaHe Ha TPoOM ¥ aHa/y3 3a LenuTe Ha OMIMATIHIS KOHTPON Ha ¢ypaxuTe MO OTHOLICHME HA HATMUMETO HA TEHETHYHO
MOIMQUMUMPAH MaTepual, 3a KOWMTO e B XOI MpOLeENypa 3a HaBaHe HA Pa3pelleHNe WM 3a KOMTO Pa3pelieHueTo € M3TEKIIO
(OB L 166, 25.6.2011 r., ctp. 9) chcTaHaTa poda 3a KOHTPOI 3a HAIIMUME HA TEHETHYHO MOIMQUUMPAH Matepuan TpsiOBa 1a
ChIbpxKa Hait-Marko 35 000 cemeHa/3bpHa. ToBa 03HauaBa, ye 3a LAPEBMULIA Pa3MEPBT Ha ChcTaBHaTa mpoba TpsiOBa 1a Gbme Hait-
maiko 10,5 kg, a 3a cos — 7 kg. 3a mpyru cemeHa 1 3bpHA KaTO €YEMMK, TPOCO, OBEC, OPU3, PbXK, MIUIEHNIA N PAIMYHO CeMe
pasMepbT Ha ChcTaBHaTa Ipoba ot 4 kg cvoTsercsa Ha noseye ot 35 000 cemeHa/3bpHa.

(***) B ciyuait Ha naketMpaHu ¢ypaxy Moxe M fa He Gble BH3MOKHO [ia Ce MOCTUTHE ChcTaBHa MmpoGa oT 4 kg B 3aBMCHMOCT OT
pasmepa Ha OTHENTHUTE eMHULI.

(****) B crryuait Ha TpeBHM WK IpyOu dypaxu ¢ HUCKA OTHOCUTEITHA IITHTHOCT (HAIp. CEHO, CllaMa) ChCTaBHaTa Mpoba Tpsibsa Iia e Kato
MIHMMYM c Tero 1 kg.

7. KOJTMYECTBEHN M3UCKBAHMA 11O OTHOILEHME HA KPAVTHITE TTPOBYU

Kpaiinu npobu

V3uckBa ce aHanu3 Ha [OHe efHa KpaitHa npoba. Macara Ha KpaiiHata npoba 3a aHanus He Tpsi6Ba 1a Gbue MO-MajKa OT
CIIEHOTO:
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8.1.

8.2.

8.2.1.

Tebpau gypaxu 500 g (¥) (%) (0ex) (rxxx)

TeuHy uiy MONTyTeuHN Gypaxm 500 ml (*)

*) B cvotserctue ¢ pasnopenéute Ha Permament (EC) Ne 619/2011 kpaitHata mpoGa 3a KOHTPOJ 3a HalMuMe HA TeHETHYHO
MOIMQUIMpPaH Matepuan TpsibBa na chibpxka Haii-manko 10 000 cemena/3bpHa. ToBa 03HauaBa, ye 3a LIAPEBMLA PasMepbT Ha
KpajtHata npo6a TpsiOBa 1a Obie Haii-manko 3000 g, a 3a cost — 2000 g. 3a apyru ceMeHa 1 3bpHA KaTo eYeMIK, IIPOCo, OBeC,
0pu3, PBaK, MUIEHNIA 1 PATIMYHO CeMe PasMepbT Ha KpaitHata mpoba ot 500 g chotsercTBa Ha moseye ot 10 000 ceMeHa/3bpHa.

(**)  AKO pasMepbT Ha CbCTABHATA NPO0A € 3HAUMTENHO NO-MaNKO OT 4 kg mrm nmtpa (B, GenekKute MOJ JIMHMUS KbM TOUKA 6), MOXKe
Ia ce B3eMe ¥ 10-MAJIKO KOIMYECTBO OT KpajtHata mpo0a, Iy yCIoBue Ye TOBA Ce OMVICBA Y TOKYMEHTYPA B IPOTOKONIA 33 B3EMAHe
Ha 1polu.

(***) B cyyait Ha B3eMaHe Ha mpoOu oT G0OOBM pacTeHusi, 3bpHA OT 3bPHEHU KYNITYpPU M YePYNKOBM IUIONOBE 3a ONpEleNsHe Ha
OCTaTbYHM BElIECTBA OT MECTMLMIM MMHMUMATHMAT pa3Mep Ha KpaiiHata mpoba e 1 kg B cboTsercTBue ¢ pasmopenbure Ha
Hupexrisa 2002/63/EO Ha Komucusra ot 11 tomm 2002 r. 3a onpepersiHe Ha MeTofy Ha OBIIHOCTTa 3a B3eMaHe Ha mpobu 3a
ouLMATHIS KOHTPOIT Ha OCTATBLM OT MECTULMIM BbB U BbPXY MPOMIYKTH OT PACTUTENIEH M XKMBOTUHCKM NPOUBKOL 1 33 OTMSIHA
Ha [Tupextusa 79/700/EVO (OB L 187, 16.7.2002 r., ctp. 30).

(**¥) B cnyuail Ha W3CNe[BaHE upe3 BU3yalHa MPOBEPKA WMIM MMKPOCKOICKO M3CIIEIBaHE KOMMYECTBOTO Ha KpaiiHarta mpoba 3a
u3crensate e 1 kg.

METO[I 3A B3EMAHE HA IIPOEM OT MHOTO T'OJTEMM TTAPTVON VIV ITAPTUON, CbXPAHSABAHM U TPAHCIIOPTUPAHM T10
HAYMH, TP KOUTO B3EMAHETO HA ITPOBM OT LAJIATA ITAPTUIA HE E OCBLIECTBMMO

OO0y MpMHIMNY

B criyuait ye HAUMHBT HA TPAHCIIOPTUPAHE WK CbXPAHEHNe Ha JafieHa apTIIa He TO3BOJISIBA [1a Ce B3eMAT TOUKOBH poOu
OT 1Is71aTa MAPTIAA, 3 MPEIIIOYMTAHE € B3EMAHEeTO Ha MPoOY OT TaKMBA MAPTUIM NI e M3BbPIIM, IOKATO NMAPTUIATA € B
TIBVKEHME.

Ilpn romemy CKIagoBM MOMELICHNS, NPETHA3HAYCHN 33 CHXpAHsBAHE HA Qypaxm, OmepaTopure Cremsa fa Gbmar
HACbPYABAHM 4 MHCTAJMPAT ChOTBETHO 0OOpYyIBaHE B CKIIAla, KOETO IO3BOJISIBA (ABTOMATMYHO) B3eMaHe Ha IPoOM OT
1AJIaTa CKIIagMpaHa NapTyia.

Koraro ce mpunarat mpouefypute 3a B3eMaHe Ha mpoOy, MPeNBUIEHNM B HACTOSIIATA TOYKA, ONEPATOPBT B CEKTOPA Ha
dypakuTe MM HErOBUSIT NPENCTABITEN OMBAT OCBEIOMEHN 3a IIPOLEMypaTa. AKO OMEpaToOpbT B CEKTOPA Ha ypaxmTe Mim
HETOBISIT IPETCTABUTEN OCIIOPSIT Ta3) MPOLIEAYpa 33 B3eMaHe Ha po0u, Te Tpsi6Ba [a IanaT Bb3MOKHOCT Ha KOMIIETEHTHIUSI
OpraH [1a B3eme pody OT LisTaTa IApTHHA 38 CMETKA Ha ONepaTopa.

Tonemu napTuaM, TPAHCIIOPTHPAHH C KOPaAb

Hunamuuto esemane Ha npobu om 2oemu napmuoy, MPancNoPMUPaHLL ¢ ROpabd

3a mpenounTaHe e B3eMaHETO Ha OOy OT royieMy IApTUAM Ha Kopaby [1a ce M3BbpLIBA, TOKATO MPOMYKTDT € B BUKCHUE
(mHAMITYHO B3eMaHe Ha poln).

Bsemarero Ha mpoGu TpsiOBa ma ce M3BBPLIBA IO TPIOMOBE (EAMHMILIM, KOMTO MOTaT Qpuamuecky ma GbIAT OTHENEHMN).
TpioMoBeTe 00aue ce M3IPA3BAT YACTUUHO eIMH CIIel OPYT, TAKa Ue e MPEXBBPILIHETO B ChOPBKEHNATA 33 CbXPAHEHME
ITPBOHAYAITHOTO PU3NUECKO Pa3NeNisiHe Beue He ChLiecTBYBA. [lopamy ToBa B3eMaHeToO Ha IIPOOM MOXKe [Ia ce M3BBpILIBA B
34BMCHMOCT OT ITbPBOHAUATIHOTO (M3MUECKO pasfelsiHe WM B 3aBUCHMOCT OT pPasfesisiHeTO CIlefl [PeXBbpIIsHE B
CHOPBKEHUSATA 32 ChXPAHEHIe.

PasroBapBaHero Ha kopaba Moxe [1a TMPONBIKM HSKONKO AHM. OOMKHOBEHO B3eMaHeTO Ha mpoOM ce M3BbpIIBA Ha
PABHOMEPHM MHTEPBAM 110 BpeMe Ha LSUIOTO pasroBapBaHe. OQMUMATHMAT MHCIEKTOP obaue He BUHATU MOXE WM €
Lenecbo0pasHo [1a MPUCHCTBA HA B3EMAHETO Ha IPoOu MO BpeMe Ha LsUI0TO pasToBapsaHe. [lopamu ToBa ce paspelasa ia
ce B3eMaT o6y OT YacT OT LisIaTa NapTiia (OpodBaHa YacT OT mapTuia). bposiT Ha TOUKOBMTE ITPOOM ce ompefens, KaTo
ce B3eme TPEIBII Pa3MepsT Ha OIPoOBAHATA YACT OT MApTHIA.

Koraro ce B3emar mpo6u OT yacT oT mapriaa ¢ypax OT eHa M Chlla KaTeropusi MIM C eHO M CHIUO OMMCAHNE U Ce
YCTaHOBY, Y€ Ta3M YaCT OT NapTHHaTa He OTroBapsl Ha MaMckaHusATa Ha EC, ce mpyema, ye KOHCTATalMuTe ce OTHACST [0
BCMUKMSL ypaxk OT Tasu MapTUIa, OCBEH aKO CIIel LATeNHA OLEHKA He Ce OKaXe HEOCHOBATENHO [ Ce CUMTa, 4e
OCTaHa/1aTa 4acT OT apTUIIaTa He OTTOBaps Ha M3ucKBaHusTa Ha EC.

HOpI/I KOraTo ocl)mmanHaTa np06a C€ B3€Ma aBTOMATNYHO, IIPUCHCTBMETO HA VMHCIIEKTOP € H€O6XOIII/IMO. Korato o6Gaue
ABTOMATUYHOTO B3€MaHE Ha l'lp06I/1 C€ M3BbpIIBA IO IPEOBAPUTEIIHO 3adadcHU IapaMeTpy, KOUMTO HE MOraT na 6’LHaT
MPOMEHSAHM II0 BpEME Ha B3EMAHETO Ha HpO6I/IT€, N TOUKOBUTE HpO6I/I ce c1,61/1paT B 3ameyaraH c mom0a Cbl, KOETO
NpenoTBpaTsABa BCAKaKBM TOTCHUMATHM M3MaMM, TO IPUCBCTBMETO Ha MHCIEKTOP €€ M3MCKBA CaMO B HAYaJIOTO Ha
B3€MaHETO Ha I'IpO6I/I, BCEKMU ITBT, KOraToO ChbIbT C l'[p06I/ITC Ce CMEH, U B Kpasl Ha B3€MaHETO Ha Hp06I/IT€.
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8.2.2.  CmamuuHo é3emane Ha npobu om napmuou, MpaHcNOPMUPaHL ¢ Ropad

AKO B3eMaHeTO Ha MpoOM ce M3BBPIIBA CTATHYHO, TpsOBa [a ce Mpuiara ChIIaTa MPOLEIYpa KaTo MpelBMIEHATA MO
OTHOLIEHME Ha CHOPBXKEHMS 3a ChbXpaHeHue (CUIo3n), HOCTBIIHM OTrope (BX. Touka 8.4.1).

TpobuTe ce B3eMaT OT MOCTBIIHATA YACT (OTTOpE) Ha MApTUHATa/TPIOMA. bposT Ha ToukoBKTe MPOOK Ce omperens, Kato ce
B3eMe IPeMIBUII Pa3MepbT Ha ompoOBaHATa YacT OT napTiuua. Korato ce B3emat mpobu OT 4acT 0T napTuaa ¢ypax ot eHa u
CBIIIa KATEropysi MIIM C eIHO M CBLIO ONVCAHME U Ce YCTAHOBY, Ye Ta3y YacT OT IAPTUIATA He OTTOBAps Ha M3MCKBAHMATA HA
EC, ce mpuema, ue KOHCTATaLMMUTE C€ OTHACAT IO BCUUKMSI pypax OT Ta3y MAapTMIa, OCBEH aKO CIIell LIATENTHA OLIEHKA He ce
OKaXe HeOCHOBATeITHO [ Ce CYNTA, Ye OCTAHAJIATa YacT OT IapTyIaTa He OTIoBapsl Ha M3MCcKBaHusTa Ha EC.

8.3. B3eMaHe Ha IpoOM OT rojieMy MAPTUIN, CHXPAHABAHU B CKIIATOBE

[Ipobure ce B3eMaT OT MOCTBIIHATA YACT HA NMAPTUHATA. BposT Ha TouKOBMTE MPOOM Ce OMpeeris, KaTo Ce B3eMe MpEIBIUI
pasMepbT Ha ompo6BaHaTa yacT or mapruua. Korato ce B3emar mpobu OT yact oT mapriua ¢ypax OT elHa M Chlua
KaTeropyst WM C eHO 1 ChIUO OMMCAHME Y Ce YCTAHOBH, Ye Ta3) YacT OT NapTHIATa He OTIoBaps Ha MauckpaHmsta Ha EC,
Ce mpyeMa, ye KOHCTATALMNUTE Ce OTHACAT [0 BCHUKMSL Qypax OT Ta3y MApTHHa, OCBEH aKO CIIe[ LIATENHA OLCHKA He Ce
OKae HEOCHOBATEITHO [ Ce CYMTA, Ye OCTAHAJIATa YacT OT NapTuIaTa He OTroBapsi Ha u3nckpaHusaTa Ha EC.

8.4. B3eMmaHe Ha IpoOM OT ChOPBKEHMS 32 CKIIaMpaHe (CHT03m)

8.4.1.  Bsemane Ha npobu om cua03u, ROUMO ca (1ecH0) JOCMBNHU OMmzope

TIpobute ce B3eMAaT OT HOCTBIIHATA YaCT HA MApTMHaTa. Bpost Ha ToukoBUTE IIPOGM Ce Ompeners, KaTo ce B3eMe MpedBI
pasMepbT Ha ompo6BaHata yacT ot mapruua. Korato ce B3emar mpobu OT uact oT maprima ¢ypax OT eHa M Chlua
KaTeropyst WM € eHO 1 ChILO OMMCAHME Y Ce YCTAHOBH, Ye Ta3) YacT OT NapTHIATa He OTIoBaps Ha u3nckpaHusTa Ha EC,
Ce mpMeMa, Ye KOHCTATALMUTE Ce OTHACST [0 BCHUKMSL Qypax OT Ta3u MApTHHa, OCBEH aKO CIIeM LIATeNHa OLCHKA He Ce
OKaxe HEOCHOBATEITHO [1a Ce CYMTA, Ye OCTAHAJIATA YacT OT NapTyIaTa He OTroBapsl Ha u3nckBaHusATa Ha EC.

8.4.2.  B3semane Ha npobu om cua03u, ROUMO He ca QOCMBNHU 0M2ope (3aMB0PeHY. CUA03L)

8.4.2.1. Cunmo3u, KOUTO He ca JOCTHIIHYU OTrope (3aTBOpeHM cunosu), ¢ pasmep > 100 toHa

IpoGurte or ¢pypaxu, CbXpaHsBAHM B TAKMBA CUIIO3M, HE MOTAT 14 ce B3eMaT cTatudHo. [lopamy ToBa, ako oT ypaxa B
curo3a Tpsi6a ma Gbmat B3eTy mpoli, a MpaTkata He MOXe [a Oble peMecTeHa, ¢ OmepaTopa TPsOBa ga ce MOCTUIHE
JIOTOBOPEHOCT TOjt 1a MHQOPMIMpA MHCIIEKTOPA KOrd CWIO3BT lie Oble pasToBapeH, ¢ LN [a Ce HAMpaBu Bb3MOXHO
B3EMAHETO Ha IIPOOY OKATO PypazK’bT € B ABIIKEHIE.

8.4.2.2. Cumo3u, KOUTO He ca JOCTHIIHYU OTrope (3aTBOopeHM cunosu), ¢ pasmep < 100 ToHa

[Mporenypara 3a B3eMase Ha MpoOM BKITIOYBA MyCKaHETO Ha KommuectBo ot 50—100 kg B cb 1 B3eMaHeTo Ha mpobute OT
Hero. Pa3mepbT Ha ChCTaBHaTa mMPoba CHOTBETCTBA HA LiANaTa MapTya, a OPOSAT HAa TOUKOBMTE NMPOOM Ce OMpemens OT
KOJIMHYECTBOTO, ICHATO OT CUJIO3a B ChlIa 3a B3eMaHe Ha mpobu. Korato ce B3emar mpo6y oT yacT oT napruma gypax or
€[[Ha U ChIA KATeropus WM C €JHO M ChIIO ONMCAHVME U CE YCTAHOBY, Ye Ta3M 4YacT OT NAapTUHaTa He OTTOBaps Ha
manckBanuara Ha EC, ce mpueMa, ue KOHCTAaTaLmTe Ce OTHACAT O BCUUKMS pypax OT Tasu MApTUIA, OCBEH aKO CIIel
IIaTelIHA OLICHKA He e OKaKe HEOCHOBATENIHO Jia Ce CUMTA, 4Ye OCTAaHa/laTa YacT OT IapTWIaTa He OTroBaps Ha
m3uckBanusTa Ha EC.

8.5. B3emane Ha ipoOu oT HacuIHM Qypaku B rolieMM 3aTBOPEHM KOHTEIHepH

YecTo OT TakMBa MmapTian Morar fa ce B3emMar l'lp06l/[ CaMO B MOMEHTA Ha pa3TOBapBaHe. B Hskon Clly4yan pa3ToBapBaHETO €
HEBBb3MOKHO Ha ITyHKTa 3a BHOC MUJIM KOHTPOII U IOpany TOBa HpO6I/IT€ cjiegBa ga ce B3eMaT, KOrato KOHTeI?IHCp]/ITC ce

pasToBapBar.
9. VHCTPYKUMM OTHOCHO B3EMAHETO, ITOOTOTOBKATA U OITAKOBAHETO HA ITPOBUTE
9.1. OO0mM nonoxeHus

[poburte ce B3eMar u ce MOArOTBAT Ge3 M3MMIIHO 3a0aBsiHe, KaTO Ce CIA3BaT M3VMCKBAHNUTE MPEINa3HM MepKI, 3a Ha e
130erHe MOIMSIHA UM 3aMbPCSIBAHE Ha TPOMYKTA. VIHCTPyMEHTHUTE, TOBHPXHOCTHTE ¥ ChIOBETE 33 MOCTABSIHE HA MPOOUTE
TpsiOBa [1a Ca YMCTH U CYXM.
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9.2.

9.2.1.

9.2.2.

9.2.3.

9.2.4.

9.2.5.

9.3.

9.4.

ToukoBu npodu

ToukoBute HpO6I/l Tp51613a T1a ce B3eMaT IIPOU3BOJIHO OT LisiaTa onpoésaﬂa YacT OT napTuaa, a pasMepure UM TpH6Ba a ca
HpI/I6HI/ISI/ITCHHO €IHAKBU.

Pasmepbr Ha TOuKOBUTE IPOOM e Haii-Manko 100 rpama wium 25 rpaMa Ipu TpeBHM i rpyOm dypaxu ¢ HMCKa
OTHOCUTEIIHA [ITBTHOCT.

AKO B CHOTBETCTBHME C IIPaBMIIATa 33 NMPOLEAYpaTa 3a B3EMaHe Ha IpoOu, ycTaHOBeHM B TOUKa 8, TpsibBa ma ObIaT B3ETH
1n0-Manko ot 40 TouKoBHM Ipobu, pa3MepsT Ha TOUKOBMTE IPOOM Ce OMpemenst B 3aBUCKMOCT OT M3MCKBAHNS pasMep Ha
ChCTABHATA IPo0a, KOITO TPsibBa [1a GbIe MOCTUTHAT (BXK. TOUKA 6).

B cryuait Ha B3emaHe Ha mpoOM OT ManKy MAapTUAM NAKETHPAHM (ypaxu, KOTATO B CHOTBETCTBME C KONMUYECTBEHUTE
VM3NCKBaHWs TPsiGBa Ia ce B3eMe OrpaHuueH Opoit TOUKOBM MpoOM, 3a TOUKOBA MPoba ce MpueMa ChIbPKAHUETO HA elHA
OpUIVMHAIIHA EAMHILA, KOATO He Hajsuuasa 1 kg v equs mutsp.

B cryuait Ha B3eMaHe Ha Ipobu OT makeTMpaHyu Qypaxu, CbCTaBEeHM OT MAIKM eMHUUM (Hamp. < 250 g), pasMepsT Ha
TOUKOBATA [IP0DA 3aBUCH OT Pa3Mepa Ha eIMHNILATA.

B cryuait Ha ipo6u OT gypaxu, MpeMIaraHu 3a NPonak0a upes CPecTBa 32 KOMYHMKALMS OT pasCTOSHME, Pa3MePBT Ha
TOUKOBaTa Mpo0a 3aBICH OT pasMepa Ha eMHUIATA ¥ MOXE B OTIENHM CITyYau Jia ChITbpXKa Mo-Manko ot 100 g wm 100
ml.

Hacunnu ¢ypasru

Korato e yMecTHo, mpobute Morar fa ce B3eMaT HpJ NMPEMeCTBaHe Ha OMpoOBAHATA YACT OT MApTMAA (TOBApEHE MIM
pasToBapBaHe).

IMaremupanu ¢ypaxu

Crien kato ce u30epe HeoOXOmMMUAT OPOIT eIVHMIM 32 B3eMAHE Ha IIPOOY, KAKTO € YKA3aHO B T. 5, YaCT OT ChIbPKAHUETO
Ha BCSIKA eMHMLA Ce OTHENs C NOMOIITA Ha COHIA MM JIOMATKA. AKO e HeoOXOMMMO, IpobKTe ce B3eMar, Cliel KaTo
IMHMILIATE Ce M3CHIIAT OTHIENHO €IHa OT IpyTa.

Xomozennu uau n000asauyl ce Ha X0/N02EHU3AUUS TEUHL UAL NOAYMeuHL Gypaskul

Cnen KaTo ce I/I36€p€ H€O6XOHI/IMIA$IT 6p0]7[ €OMHULON 33 B3EMAHE Ha l'lp06I/I, KaKTO € yKa3aHO B T. 5, CbIbP2KAHUETO UM Ce
XOMOrennsmpa, ako € H€O6XO]II/IMO, J OT BCSIKA €VMHMIIA CE B3€Ma OIIPETETIEHO KOINMYECTBO.

Toukosute l'[p06l/l MOrar 1a ce B3eMaT IIpy M3TOYBAHE Ha ChbIbP2KaHUETO.

Henoddasauu ce Ha x0mO0zeHU3AUUS MEUHL UL NOAYMeuHU Gypasku

Crien xato ce 136epe HeoOXOmMMILSIT OPOT eAMHNUIM 3a B3eMaHe Ha IPOOY, KaKTO € YKA3aHO B T. 5, Ce B3eMaT Ipobu ot
PasiMyYHM HUBA.

HpO6I/ITC MOTaT J1a C€ B3€MaT CHILIO TaKa IPY M3TOUBAHE HA CHIbPKAHMETO, CIIEN OTCTPAaHABAHE Ha ITbPBUTE KOJIIMYECTBA.

VI B nBata cryyas obuimsT obeM Ha B3etute mpobu He Tpsi6Ba na Obae nox 10 murpa.

Qypaskru 610ruema u munepannu Gyyu 3a 6ausane

Crien kato Gbe n3bpan HeoOxommMusT Opoit Griokuera iy Gy 3a B3eMaHe Ha IPoOH, KAKTO € yKA3aHO B T. 5, MOXKe [1a
Ce B3eMe YacT oT BCsKo O1oKye wmut Oyia. B cyyait Ha coMHeHue, de 61okueto mim 6ynata e HeXOMOTEHHO(a), KaTo npo6a
MOKe JIa Ce B3eMe ISUToTOo GIIoKYe Mty Lsiiata yma.

3a Grokuera i Oy 3a GnmsaHe, KouTo ca ¢ Terto 1o 1 kg, 3a ToukoBa npo6a ce mprema ChIbpKAHIETO Ha eOHO GIIOKYe
wim efHa Gyra.

IlonroroBka Ha CbCTaBHUTE l'lp06]/l

Toukosute Hp06l/l CE€ CMeCBarT, 3a ma ce 06pasyBa €0Ha-€IMHCTBCHA CbCTABHA np06a.

IoxroroBka Ha KpaitHuTe NpooH

MarepuaibT B ChCTaBHaTa po0a ce cMecBa IpyKImBeo ().

(*) Ako nma Gyuku, Te ce CMauKBaT (aKO € HeOOXOMIMMO, Te Ce OTHEIIAT OT o0LaTa Maca, a Cyief TOBa ce BPbLIAT B pobara).
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Besika mpo6a ce mocTaBst B OIXOMSILL KOHTelHep/chiI. B3eMar ce BCyuuky HeoOXOmMMY TpedNasHy MepKH, 3a Ja Ce He ce
[IONyCHAT NPOMEHM B ChCTABa Ha MPo0ATa WM 3aMbPCSBAHETO ¥ YBPEXMAHETO JI IO BpeMe HAa TPAHCIOPTMPAHE WM
CbXpaHEHMe.

9.4.1.  PasnomepHo pasnpedeneHu gewecmea

B cryuait Ha KOHTPOIT Ha ChCTABKIY VI BEWIECTBA, Pa3mpefIeieHy PABHOMEPHO BbB Qypaxa, ChCTaBHATA IPoba MOXKe Ma
OblIe IPEACTABUTENHO PeyLmpana o He no-manko ot 2,0 kg mu 2,0 nurpa (penyumpana npoba) (%), 3a npeanountane ¢
TIOMOIITA HA MEXaHMYHO MM aBTOMATMYHO MENMTEIIHO YCTPOICTBO. 3a LeNUTe HA KOHTPOINA 33 Halyuye Ha OCTaThUHM
BEILIECTBA OT IecTyuymm B 6000BM pacTeHysi, 3bpHa OT 3bPHEHN KYNTYpH 1 YePYNKOBY IONOBE MUHIMAITHVAT pasMep Ha
pemyumpanara npoba e 3 kg. Ako ectecTBoTo Ha Qypaxa He NMO3BONSIBA MBIMON3BAHETO HA HETMTEIHO YCTPOVCTBO WMIIH
[IeTITEITHO YCTPOICTBO He € Ha Pa3IoNoxKeHye, pobaTa Moxe 1a Oblie pefyLypaHa 4pe3 MeTold Ha YeTBbPTUHKMTE.

Ot cbcraBHaTa 1poba Wi OT pelyLMpaHuTe IPoOM CIiel ToBa Ce B3eMaT KpaiiHu mpoOM (KOHTPONHA, 3alMTHA M,
€BEHTYAITHO, apOMTPaKHa) C PUONM3UTEITHO eIHAKBO KOJINUECTBO, OTIOBAPSILIM HA KOTMUYECTBEHNTE M3NCKBAHIS B T. 7.

9.4.2.  Hepastomepro pasnipedesenu setjecrmea

B cryuait Ha KOHTPOIT Ha ChCTABKM, BKITIOUBALIN TEHETUMHO MOIMQUIMPAH MaTepyal, I BELIECTBA, KOMTO MOTAT f1a ca
pasmpenesieHn HepaBHOMEPHO BbB QypazKuTe, ChCTABHATA MPO0a € KaKTO CreBa:

i) HambiHO XOMOTeHM3MpaHa. CIlel TOBa OT XOMOTEHM3MpPAHAaTa ChCTaBHA TPODa ce B3eMaT KpaitHu npoby (KOHTPOIHa,
3alIUTHA ¥, CBEHTYalHO, apOMTpaxKHa) ¢ MPUONMBUTENHO €IHAKBO KONMYECTBO, OTTOBAPSLIM HA KONMMUECTBEHUTE
VM3UCKBAHMSA B T. 7; WK

ii) pemyumpana no He no-Manko or 2 kg v 2 nurpa (*) ¢ MEXaHMYHO 1T dBTOMATHYHO JIETIATETHO YCTpoiicTBo. Camo B
CITy4ait, 4e ecTeCTBOTO Ha ¢ypaxa He IIO3BOISIBA M3IION3BAHETO HA MENMUTEITHO YCTPOICTBO, mpobara Moxe ma Gboe
pemyLMpaHa, ako e HeoOXOMMMO, Ype3 METOIA Ha YeTBbPTUHKMTE. 3a LeNNUTe Ha KOHTPOIA 33 HallMuMe Ha TeHETUUHO
Monuduuvpan Marepuan B pavkurte Ha Perament (EC) Ne 619/2011 pemyumpanara npo6a Tpsiba ma ChIbpka Haii-
Marko 35 000 ceMeHa/3bpHa, 3a 1a MOXe [1a ce TONTyYaT KpaiiHy Ipobu 3a mpaBonpuiiaraHe, 3alinTa i, eBEHTYaIHO,
apbutpaxHa, ¢ Hait-Maiko 10 000 ceMeHa/[3bpHa (BX. Oenexka mof muaust (**) B T. 6 u Oenexka mom mmuus (*) B T.
7).

Or penyumpasara mpoba crel ToBa ce B3eMaT KpaiHu mpobu ¢ MpUONMBUTENHO €IHAKBO KOMYECTBO, OTIOBAPSIM HA
KOIMYECTBEHUTE U3UCKBAHUS OT T. 7.

9.5. OnakoBaHe Ha npoGuTe
KoHrTeitHepuTe Myt OMaKOBKUTE Ce 3aleyaTBaT ¢ MIoM0a/euar ¥ ce eTMKeTPAT [0 TAKbB HauMH, Ue [Ja He MOrar ia ObIar
otBapsiHy, 6e3 [1a ce yBpenyt Itombata/nedara. Llenusr eTuker TpsiOBa [a e 3aXBaHaT oT IIoMGata/niedara. ANITepHATHBHO
Hp06aTa MOXKe Ja Ce€ IIOCTaBM B CbI UIIN KOHTCﬁHep, KOMTO MOXKe oa 6'1;]16 3aTBOPEH II0 TaKbB Ha4MH, Y€ 1a HE MOXKE Ha

Oble OTBOpeH, 6e3 CHIBT MM KOHTEITHEPBT A Ce YBPENST HeOOPATIMO, KOETO OCyeTsBa IOBTOPHOTO M3MON3BAHE HA ChIIa
WY KOHTeNHepa.

9.6. Vznpawaxe Ha npo6ure 1o naGoparopusra

Hpo6aTa ce u3ipallia Ge3 u3mMUIHO 3a0aBAHE Ha omnpenereHaTa na6opaT0me 3a aHanmm3yu, 3a€OHO C H€06XO]1VIMI/ITC 3a
aHaJIn3a JaHHU.

10. [TPOTOKOIT 3A BBEMAHE HA TTIPOBUTE

3a BCSIKO B3eMaHe Ha mpoba ce M3rOTBS MPOTOKOJL, MO KOMTO HEIBYCMIUCIIEHO e MIEHTU(UIMPAT ONpobBaHATA 4acT OT
NapTUIa M HefHYST pasMep.

B 1mpoTOKOIa Ce [I0COYBAT ¥ eBEHTYAIlHM OTKIOHEHNS! OT IpOLEypaTa 3a B3eMaHe Ha MpoOM, NpelBMeHA B HACTOSIIINS
PETTIaMeHT.

[IpOTOKONBT Ce MpETOCTaBs Ha pAsNONOKEHMe Ha OUMUMAIIHATA KOHTPOJIHA J1a00paTopusi, KaKTo M Ha OIEpaTopa B
CeKTOpa Ha ¢ypakuTe ¥/ 1abopaTopusTa, OmpeenieHa oT Hero.

() OceH B crmyuait Ha rpyOyt ¥t TPeBHM Qypaxy ¢ HICKA OTHOCUTENHA ITBTHOCT.
(*) OcBeH B cityuait Ha rpy6u 1 TpeBHU $ypaxiu ¢ HUCKA OTHOCUTEITHA IUTBTHOCT.
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11. [IPOBA OT QYPAX, NPEIJTATAH 3A ITPOIAXKBA YPE3 CPE[ICTBA 3A KOMYHUKALIMSA OT PA3CTOSIHUE

(°) Permament

B cryuait Ha B3eMare Ha mpoGa oT ¢ypax, mpemiaraH 3a mponax0a upe3 CPencTBa 3a KOMyHMKALMS OT Pa3CTOSHHE,
$ypaxsT ce M3MCKBA OT omepaTopa B CeKTOpa Ha (ypaxiure NOCPEICTBOM TeXHIMKM 32 KOMYHMKALMSL OT pascTosiHue. B
TO3M CITy4ail, KOraTo M3MCKBA ypax, KOMIETEHTHIST OPIaH He € 3aIb/IKeH [a e MACHTUUIMPA Tpef OIepaTopa B
CeKTOpa Ha ypaxuTe ¢ OPMLMATIHA CAMOIMYHOCT, & MOXKe [Jd M3IION3BA IPUKPUTA TAKABA.

CrcraBHata mpoba v KpaitHute mpody ot mpobata ot Pypax, MpetaraH 3a MPOIax0a upes CPECTBa 33 KOMYHUKALS
OT pascTosiHue, TpsiOBa [1a GbIAT B3eTH He3abaBHO CIefl MONyyaBaHe Ha IPATKATa OT YIIBITHOMOLLEH! 3a LiefTa Jiua. 3a
[a ce TONyuM ChCTaBHaTa Mpoba, TpsiéBa 1a ObIAT B3eTH MOIXOMALL OPOit TOYKOBY IPOOHM, B3ETH Ha CITyUacH IPUHINIT
OT LLSITOTO MOJTYYEHO KOJMYECTBO 1 CTAPATENHO CMECEHN|XOMOTEHU3UPAHH, B COTBETCTBIE, IOKOIKOTO € BB3MOXKHO, C
PYHLMINTE, ONpeNeNeHN B Touka 5 1 B Touky 9.2. 1 9.3. AKo dypaxurte ca NaKeTHPAHU B OTHEITHM eMHUL, ClIeTBa
ma GbAT MOJTyUeHN Hail-MaJIko 4 eMHMII, OT KOMTO TpsiOBa 1a Gbiie B3eTa Hali-MalKo eIHa TOYKOBa Mpoba. AKo ce
JIOKaxXe 33 BCEKM OTIENeH Ciyyal, ue NOJyueHMTe eNVHMIM MPOM3XOKMNAT OT PasIMuHM NapTuay, OposT Ha
€AMHULINTE, OT KOMTO Iie ObaaT B3eTn mpoly, Tpsi6ea na Gbme HAMAIIEH M OrPaHMYEH [0 eMVHULIATE, IPOM3XOKIALIN
OT e[Ha ¥ ChlUA MApTuma. B cryuail Ha aHamM3 Ha mpoba OT gypax, MpemyiaraH 3a Npomax0a upe3 CpencTsa 3a
KOMYHJKALMS! OT PasCTOSIHE, 3 ONpeNeNsiHe Ha ChCTABKM MM BEIIECTBA, KOMTO Ca HEPABHOMEPHO pasIpeelieHn BbB
dypaxkure, 6posit Ha ToukoBuTe MPoOM TPsiGBa Ta Gblie Hail-MAJIKO 2,5 IBTH MIO-TOJISIM OT OPOst Ha PoOuTeE, KOUTO Ce
aHANV3MPAT 3a ONpefIerIsIHE Ha PABHOMEPHO paslpelieNieHyt BbB (ypaxire BeIIeCTBa.

Or cberaBHaTa mpoba ce B3eMaT ChOTBETHUTE KpaitHy mpobu (KOHTPOIIHA, 3aLIMTHA ¥, EBEHTYalHO, apOuTpakHa), B
CBOTBETCTBIE, TOKOIIKOTO € Bb3MOXKHO, C NPUHLMINTE, ONpefeNieH B Touka 9.4, a B IPOTOKONA 3a B3eMaHe Ha
npobute ce mocousa, ye mpofara e OT ¢ypax, IpelIaraH 3a MpomaxkOa upe3 CPEICTBA 3a KOMYHMKALWS OT
pascrosirive. Cliell TOBA KOMIIETEHTHMSIT OPraH He3a0aBHO MHQOPMMpA OIepaTopa B CeKTOpa Ha ¢ypaxure 3a
B3eMaHeTo Ha mpoburte. OmepaTopsT B ceKTOpa Ha ¢ypaxute OMBa CHLIO TAKa YBEOOMEH e, KOraTO € BH3MOKHO,
KOMIICTEHTHMAT OpIdH I1a3) Ha HETOBO PA3IONIOXEeHMe, Ha TOYHO OIpENeNieHO MSCTO, efHa Npoba (3awmTHa) win s
M3Mpalla Ha OMepaTopa B CeKTOpa Ha (ypaxure, MM Ha TaGOpAaTOpWsATA, MOCOYEHA OT ONEPaTOpa B CEKTOpa Ha
dypaxkute B CHOTBETCTBHE C [EICTBALINTE HOPMY Ha HALMOHAIIHO PABHILIE.

Ako mpobara ce M3Mpala IMPEKTHO B OuimManHara jgabopatopus, KpaitHara mpoba TpsOBa ma Oboe MOIroTBeHa 1
3amevataHa B J1a0OpaTopusATa, OT YI'LIHOMOMIGHM 3a LENTa JIMIA WIM B TSIXHO MNpPUChCTBMe. BemHara cren
o0pasyBaHeTo Ha KpajlHuTe IPOOM MPOTOKOIBLT 3a B3eMaHe Ha mpoOu oT ypaxu, mpemiaraHyu 3a npogax6a upes
CPENCTBA 3 KOMYHMKALMs OT PascTOsHME, Ce M3MpAlia Ha KOMICTEHTHUs OpraH, KOTO MHPOpMMpa Orepatropa B
CeKTOpa Ha ypaxuTe 3a B3eMaHeTo Ha mpolure.

Cumra ce, 4e KOJIMYECTBOTO, MPENOCTABEHO HA KOMIICTEHTHMSI OpIaH OT OIEpaTopa B CEKTOpa Ha ¢ypaxure,
TPECTABMISBA YaCT OT MAPTUIA Gypax OT eAHA M ChllAd KATEropysi MM C €[IHO M CHLIO OMMCaHMe. B choTBETCTBMUE C
wier 15 ot Permament (EO) Ne 178/2002 na EBponeiicknu mapnaMent u Ha CobBera (), aKO Ce yCTAHOBHL, Ue Ta3y 4acT
OT IAPTUIATA He OTrOBaps Ha m3yckeaHusTa Ha EC, ce mpueMa, chIo 1 B ciydait Ha npo0a oT ¢pypax, mpennaraH 3a
nponax6a upe3 CPEHCTBa 32 KOMYHMKALISI OT PA3CTOSHME, Ue KOHCTATALMNTE Ce OTHACSIT 10 BCUUKMS Qypax OT Tasu
IapTMHA, OCBEH AKO CJIe[ IIATENIHA OLEHKa (KOTaTo e liefecho0pasHO — IIpM IPOBEpKa Ha MSCTO) He Ce OKaxe
HEOCHOBATEIIHO 1A Ce CYMTA, Ue OCTaHallaTa 4yacT OT MapTyIIaTa He OTroBaps Ha msuckpanmaTa Ha EC.“

(EO) Ne 1782002 Ha Epporeitckust maprmament u Ha CbBera or 28 sinyapy 2002 I. 3a ycTaHOBsBaHe Ha OOLIMTE PUHINAINM ¥

UBMCKBAHMS Ha 3aKOHOMIATENICTBOTO B 0O/ACTTa Ha XpaHuUTE, 3a Ch3aBaHEe Ha EBPOHCVICKM OpraH 3a 6e3011aCHOCT Ha XpaHute U 3a ONpEnersaHe Ha

Tpouenypu

OTHOCHO GesomnacHocTTa Ha xpanute (OB L 31, 1.2.2002 1., c1p. 1).

ELL http://data.europa.eu/elijreg_impl/2024/771/oj

1

3/129



BG OB L, 15.3.2024 1.

TIPMITOKEHME 11

JIPUTTOKEHME 1T
OBLI PA3NIOPEIBM OTHOCHO METOUTE 3A AHATIM3 HA QYPAXUTE
A. TIOOIOTOBKA HA ITPOBUTE 3A AHAJIN3

1. Hen

OrmycaHnTe B HACTOSILOTO MPIIOXKEHME MPOLEAYPY Ce OTHACST [0 IMONTOTOBKATA 33 aHANM3 HA IPOOWTE, M3IpPATEHN Ha
nabopaTopuuTe 3a KOHTPOI CIIell B3eMaHe Ha IIPOOH, IPOBENEHO B CHOTBETCTBIE C Pasnopendute B mpuioxeHue I.

]'[a6opaTopHMTe l'lpO6M TpH6Ba na 6’1)]1&T IOATrOTBEHM I10 TAKbB Ha4MH, Y€ IIPETCITICHUTE KOJINYCCTBA, PEOBUIECHN B METOIUTE
3a aHanM3, Ja ca XOMOT€HHM U IIPENCTABUTEIIHN 3a KpaﬁHI/ITC l'lp06I/I.

B mombiHeHye KbM IPOLIEAYPUTE, OMCAHN B HACTOSIIOTO IIPIIIOXKEHIE, Ce CIIeBAT ¥ YKa3aHIsITa 3a IOATOTOBKA Ha mpoli,
npensuaenn B crangapt EN ISO 6498.

2. Heo0xopumu npexnasHu Mepku

Tpouemypara, kosTO TpsiOBa Ha ce CreBa 3a IOQrOTOBKA HA MPOOWTE, 3aBMCK OT M3MON3BAHMTE METOMM 33 AHANM3 U OT
KOHTPOJMPAaHUTE ChCTaBKM Wiy BeulecTsa. Ilopamy ToBa € OT M3KIIOUMTENIHO 3HAYEHME CrIelBaHaTa MpOLEAypa 3a
IOJITOTOBKA Ha MPOGKTE M1a € MOMXOIISLIA 33 M3IOI3BAHIS METOM 32 AHANM3 I 38 KOHTPOIMPAHNTE CHCTABKY MITM BELIECTBA.

Benukn HCO6XO]II/IMI/I HeCTBUS Tp}I6Ba l1a c€ M3BbpIIBAT II0 TaKbB HAYMH, Y€ Ha CE I/IS6CI‘HC, OKOJIKOTO € BB3MOXKHO,
3aMbpCsIBaHE Ha npo6aTa Wi NpOMEHN B HeJHUS ChCTaB.

CrpuBaHeTo, pa30bPKBAHETO M MPECSIBAHETO Ce M3BbpIIBAT Ge3 3a0aBsiHe C MUHMMAIIHO M3MaraHe Ha po0ara Ha BB3IyX U
ceemivHa. He ce manonsa obopynBaHe 3a cMuiaHe M CTPUBAHE, KOETO MOXKeE J1a IIPEM3BIMKA 3HAUMTEIHO 3arpsiBaHe Ha
npobara.

3a cl)yanMTe, KOMTO ca 0coOeHO UYBCTBUTEITHM KbM 3arpsiBaHe, ce€ IMpernopbuBa pbuHO CTpUBAHE. Crnemu ce CbUIO CAMUAT
amnapar 11a He 6’bIIC VI3STOYHVK Ha 3aMbpCABAHE.

B HAKOM Cryuam XOMOTeHM3auysTa Ha mpobaTa upe3 CMeCBaHe C BOAAa [0 IOyYaBaHe HA Kalla C [OMOIITA HA
BMCOKOCKOPOCTEH CMECHTEIT OCUTYpsiBa [IO-XOMOTEHHM MOMIPOOH, OTKONIKOTO CyXaTa XOMOTEHM3ALINS UITM CYXOTO CTPUBAHE,
IO-CIELMATIHO B CIlyyail HA XETEPOIEHHO PaslpeNesieHM XVMMMYHY BelnectBa. XOMOIeHHNM mommpoGu obaue Morar ma ce
TOJIyYaT 1 MOCPEACTBOM XOMOTEHM3MPaHe YPe3 HOCTaTbYHO CYXO CTPUBAHE.

B Hsxon Clly4yay, KaTo HallpMMep INpu OIpPENCIsIHETO Ha MOpaBO porye OT pPbXK, BPEOHM GOTaHMYECKI npuMecn n T.H.,
XOMOT€HM3MPAHETO HA Hp06aTa HE MOXKE 1a C€ M3BBPLIN UPE3 CTPMBAHE, a CaMO YPe3 HOCTATbBYHO CMECBAHE Ha Hp06aTa.

AKO MOATOTOBKATa HE MOXe [a Ce MpoBefe 6Ge3 3HAUMMM NPOMEHM B CHIBPXKAHMETO HA Bara Ha mpo0ara, ce ompemers
CBIIBPKAHMETO HA BITara TPEy 1 CIIefl NIOITOTOBKATA B ChOTBETCTBME C METONIA, ONMCAH B YacT A oT npuioxenue II.

3. IIpouenypa

3.1.  O6wa npoyedypa

AJIMKBOTHATA YacT 3a M3CIIe[IBaHe e B3eMa OT KpaiiHaTa XOMOTeHu3upaHa npoba. MeTofure Ha KOHyca M Ha YeTBbPTUHKUTE
He ce IIPENopbYBAT, 3aI0TO IIPY TAX MOXKE [a Ce MONTy4aT almMKBOTHY YaCTH C TOTIAMa IPellKa NPy pasueaHe.

3.1.1. (Dypa}KM, KOUTO MOTAT 1a ObIaT CMJIEHU BBbB BUOA, B KOWTO ca

— Kpal?[HaTa np06a ce p6136'prBa nce an6Mpa B nogxopsul 4YUCT 1 CyX KOHTCﬁHCp, CH36]]6H C XepMETNYHA 3aITyliajka.
P336'I>pKBa C€ OTHOBO, 3a 1a C€ rapaHTupa ITbJIHA XOMOI€HM3aLNs, HEMOCPENCTBEHO MPEnN Ha €€ B3EME MPETEINIEHOTO
KOJIMYECTBO 3a aHaJIN3 (éUII/IKBOTHaTa Y4acT 3a M3CIICIIBaHC).

3.1.2. Qypaxu, KouTo Morar ma 6bAAT CMIIEHM CIIEl U3CYUIABAHE

— OcBeH aKo He ¢ [I0COYEHO APYTO B METOTMTE 32 aHANIM3, KpajtHata [po0a ce M3CyLIaBa [0 TAKbB HAUMH, Ye ChIbPKAHUETO
Ha Brlara B Hesl a ce csefle 10 8—12 %, KaTo ce npuiara npoLeypaTa 3a IIpeaBapUTeIIHO U3CylaBaHe, OIlUCAHA B TOUKA
4.3 or MeTOHA 3a OIpefersHe Ha Brarata, nocoueH B yact A ot npunoxenue III. Cren ToBa ce mpouenmpa, Kakro e
IMOCOYeHo B Touka 3.1.1.
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3.1.3.

3.2.

Teunu unu monyreusu pypaxn

— Kpaitrara mpoGa ce B3eMa B NMOOXOL[ YNMCT M CyX KOHTeilHep, CHaOmeH ¢ XepMeTMuHa 3amyuianka. PasObpksa ce
CTapaTeNHo, 3a J1a Ce rapaHTHpa IIHIHA XOMOTEHM3a1IVs, HEIOCPENCTBEHO IIPEAM [ CE B3EME MPETEINIEHOTO KOIMUYECTBO
3a aHaNM3 (UTMKBOTHATA YaCT 3a M3CTICMBAHE).

Opyru ¢ypaxmu

— KoM KpaitHu npobu, KouTo He MOraT na 6bIAT MONTOTBEHM IO HSKOs OT MOCOUEHUTE MO-TOpE HPOLENypH, ce Tpurara
BCAKA [pyTa IIPolLeaypa, C KOSATO MOXe [Ia Ce TapaHTMpa, ue IpeTerTieHyTe KOTMUeCTBa 3a aHaNu3 (aIMKBOTHIUTE YacTH 3a
VM3CIIENBAHE) Ca XOMOTEHHN I TIPEIICTABUTEIIHN 33 KpaiTHMTE IIPOOu.

Cneyuanta npouedypa 8 cayuatl Ha u3cred8ane upe3 U3yanHa nposepra UL MURPOCRONCRO U3CAed8AHE UALL RO2AMO UaAAma
caCmasha npoba ce X0/MmozeHUUpa

— B ciryuait Ha u3crenBaHe upe3 Bu3yaHa mpoepka (6e3 MUKPOCKON) 3a M3CIIEIBAHETO Ce M3MON3BA LsJIaTa ChCTABHA MITH
Kpaiisa mpoba.

— B cityuait Ha MMKPOCKOIICKO M3CIIelBaHe JIa0opaTopysiTa MOXe [a PelyLupa ChcTaBHaTa mpoba Wiy TOIbIHUTEIHO 1A
pemyumpa pemyumpaHara npoba. KpajitHata 3amTHa ¥, €BEHTYanHO, KpailHata apOMTpaxkHa mpoba ce B3eMar CIiell
IpOLieMypa, eKBUBATICHTHA Ha NPOLIEAYpaTa, KOSTO Ce CrefBa Py KpaiiHata mpo0a 3a paBoNpuyIarase.

— Korato usnara cbcraBHa np06a € XOMOIeHu3MpaHa, KpaﬁHl/ITe Hp06I/I C€ B3eMaT OT XOMOreHM3paHaTa CbCTaBHA Hp06€l.

— 3a ompenersHETO Ha MOPABO POrye OT PBXK ¥ BPEeHN OOTaHIYECK IIPUMeCH KpajtHata npoba TpsiOBa na Gbie pasmeneHa
Ha 2 nogmnpobu ¢ pasHo Terno npubmmsntenso 500 gr. Mscnensa ce eqHa nonmpoba. Korato pesynrarst ot mopmpobure
€ paBeH MM M0-MaTbK OT 50 % (aHarmMTHUeH par) 0T MAKCUMAITHO [IOMYCTUMOTO KOIIMYECTBO, IPODATa € B ChOTBETCTBIE
¢ MaKCHMAIHO JOMYCTUMOTO KOMMYECTBO. AKO pe3ynTarsT e Hag 50 % OT MAKCHMAnHO HOIYCTHMOTO KOMMYECTBO,
Tps10Ba 12 ce M3CTIEBa Ipyra MOMIpo0a M CPEIHATA CTOMHOCT OT pe3ynTaTiTe Ha 2 MOIpo6y ce M3MON3Ba 38 POBEPKa
Ha CHOTBETCTBUETO C MAKCMMAITHO [OMYCTHMOTO KOTUYECTBO.

CobxpaHeHue Ha npoGure

Hp06I/lTe CE CbXpaHABAT IIpU TEMIIEPATypa, PN KOATO HE CE€ IIPOMEHA TEXHUSAT CbCTAB. HpO6I/ITC, NpenHa3HauYeHN 3a aHaln3
Ha BUTAMMHM MIIM BELIECCTBA, KOUTO Ca 0cobeHo UYyBCTBUTEITHM KbM CBETIIMHA, C€ CbXpaHABAT IIPM TaKMBa YCIIOBUA, 4e
CBETIIMHATA Ja HE OKa3Ba H€6HaFOHpI/IHTHO BB3HENCTBIE BBPXY TAX.

b. PA3IIOPE[IbM OTHOCHO PEAKTUBUTE U ATIAPATYPATA, V3I1OJI3BAHW ITPM METOOMTE 3A AHAJIN3

OcBeH aKo He € [I0COUEHO [IPYTO B METOMITE 32 aHAIIN3, BCUMKI aHATINTHYHI PEaKTHBY TPsiOBA [a Ca UMCTH 3 aHATN3 (4.3.2.).
Koraro ce npaByt aHanu3 3a ONpeneNsiHe Ha MMKPOENEMEHTH, YMCTOTaTa Ha peakTUBUTe TPsOBa [1a ce IPOBEpsiBa Upe3 [Ipa3Ha
npoba. B 3aBuCHMOCT OT MONTyUeHMTe Pe3yIITaTit MOXKe [d Ce HalIOXKM I0-HATATBLIHO [IPEUNCTBAHE HA PEaKTUBHTE.

Bcsika [eftHOCT, KOSITO BKITIOUBA IIPUTOTBAHETO HA PAa3TBOPM, Pa3pexyaHe, M3IIAKBaHe MM M3MMBaHe, [IOCOUEHa B METOIIUTE
Ha aHanu3 6e3 yKasaHMe 3a €CTECTBOTO Ha YIOTpeOsBaHMs PasTBOPUTEII MM PaspemuTes], Ipedrosara, de TpsibBa ma ce
u3non3ga Bofa. [1o NMPMHLMI ce M3MON3BA IEMMHEpANM3MpPaHa WIM JeCTUIIMpaHa Boma. B ocobeHu crmydan, Kouto ca
I0COYEHM B METOMMTE 34 aHAIIM3, Ts TPsIOBA [a Oblle NOIIOXKEHA HA CIIELMATHO IPEUNCTBAHE.

Karo ce nma npemsu o6uuaiiHata anaparypa B KOHTPOIHNUTE TaGOpaTOpHK, B METOMMTE 34 AHAIIN3 CE MIOCOYBAT CAMO OHE3U
VHCTPYMEHTH U amapaTy, KOUTO Ca CIeLMaTHY WM M3ICKBAT CrelpduyueH HauMH Ha y3monssaxe. Te TpsiOBa ma ca umcry,
0c06eHO KOraTo TpsiOBa 1a ce OMpEIeNsT MHOTO MaKM KOJIMYECTBA OT BELIeCTBaTa.

B. TIPUITATAHE HA METOIUTE 3A AHAJIM3 U M3PA3ABAHE HA PE3YIITATUTE

Ipouenypa 3a eKcTpakums

[py HAKOJIKO MeToNIa € HeoOXONVMAa KOHKPETHA IPOLIeNypa 3a eKcTpakiyst. [1o mpuHImI Morar a ObIaT IpUIIOXKeHU ApyIu
MPOLEAypM 3a eKCTPAKUNs, OCBeH IIOCOYEHATa B MeTOHA IpOIeHypa, IPM YCIOBME Ye e MOKA3aHO, 4e M3MOJI3BaHATa
MpOLElypa 3a eKCTPAKIys MMa eKBMBAJICHTHA CKCTPAKLMOHHA eeKTHBHOCT 33 aHATM3MPAHATA MATPHLA, KAKBATO MMA U
yIOMeHaTaTa B MeTOa IIPOLeNTypa.
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2. IIpouenypa 3a ouncrsane

[Ipn HSIKONKO MeTona e HeoOXONMMa KOHKpETHA POLeypa 3a ouncrsaxe. [10 mpuHImMI MOraT a OGbIaT NPUITOXKeHN IpyTu
TIpOLIEMlypM 3a OUMCTBAHE, OCBEH NIOCOUEHATA B METONA NPOLIENypa, TIPY YCIIOBMeE Ye € JOKA3aHO, Ye U3IOJI3BaHaTa IIpolLieaypa
33 OUMCTBAHE MMa EKBMBATICHTHA OYNCTBATENHA e)eKTUBHOCT 3a AHATM3MpPAHATAa MATPUIA, KAKBATO MMa U yIIOMEHATATa B
MeTofIa IIpoueaypa.

3. bpoii Ha onpenensHuATa

B ciyuait Ha aHanM3 Ha HEXKENAHM BEWIECTBA, KO PE3YNITATHT OT IILPBOTO ONPENENsAHe € 3HAUMTENHO (> 50 %) M0-HUCHK OT
CTOIHOCTTA, KOSITO MOMIEKY HAa KOHTPOT, He ca HeOOXOMMMI IOIBITHUTEIHI ONPENeNsIHIs, PY YCIIOBME Ye Ce TpUIIarar
TNOIXONAIIMTE NPOLEIYPU 3a OCHIYpsiBAHE HA KauecTBOTO. B mpyrm ciydyam e HeoOXONMM IIOBTOpEH aHanu3 (BTOpO
OIIpeneNnsite), 3a [a Ce M3KITIOWM BB3MOXKHOCTTA 3a BBTPEIIHO KPHCTOCAHO 3aMbPCSIBAHE HA MPOOMTE WM CIIy¥aiiHO
06bpKBaHe Ha poOuTe. 3a M3BBPLIBAHETO Ha IOITBITHUTEIIHA OLICHKA Ce M3MONI3BA CPEIIHATA CTOMHOCT OT [IBETe ONPEMerIsTHMS.

B cryuait Ha KOHTPON Ha MMHMMAITHOTO MM MAKCUMAIHOTO KOMMYECTBO (ypaKHy NOOABKM, aKO Pe3yNTaThT OT IbPBOTO
ONpefiensAHe € MO0-BUCOK OT MUHMMAITHO JOMYCTUMOTO MM MO-HUCBK OT MAaKCMMAJIHO FOMYCTUMOTO KOIMYECTBO, He ca
HEOOXOIMMI JOIbIHUTEIIHN ONpEHeIsIHIS, TPY YCIIOBME Y€ Ce NMpUIIaraT MOIXOSILIMTE NMPOLEyPY 33 OCUIYpsiBaHe Ha
KauecTBoTo. B Apyry cimyyan e HeoOXOMMM NOBTOPEH aHANM3 (BTOPO ONpENENsiHe), 33 Na Ce M3KIIOUM Bh3MOXHOCTTA 33
BLTPELIHO KPBCTOCAHO 3aMbpCsiBaHe Ha Mpobmre iy CiydaiiHo oObpkBaHe Ha mpoOmre. 3a M3BBPIIBAHETO HA
TOIMbIIHUTENIHA OLIEHKA Ce M3IONI3Ba CPEIHATA CTOMHOCT OT [IBETe OIpeMeNiaHs.

B cryyait Ha KOHTpON Ha [EK/apupaHo ChIbpPKAHME HA BELIECTBO MIIM ChCTABKA, AKO PE3YINTATHT OT MHPBOTO ONpENe/siHe
NOTBBPAM MEKIapUPAHOTO CHObPXKAHNME, T.6. AKO AHAIMTUYHMAT pE3ynTaT IONafga B VHTEpPBala HA HOMYCTMMOTO
OTKIIOHEHME 33 [EKIAPUPAHOTO ChIbPXKAHME, HE ca HeOOXOMMMM IOIBIHUTENHYM OIpENeNsHUs, NPy YCIOBME 4Ye ce
TIpuiaraT NOIXOMSIIM MPOLEIYPY 33 OCUTYpsiBaHE HA KauecTBOTO. B Opyry ciyyan e HeOOXOIMM IMOBTOpEH aHaiu3 (BTOPO
OTIpenensiHe), 33 Jga Ce M3KITIOUM BB3MOXKHOCTTA 3a BBTPEIIHO KPHCTOCAHO 3aMbPCSIBAHE HA MPOOMTE MM CIyvaitHO
o6bpKBaHe Ha mpobute. [Ipy KOHTPON Ha JEKNAPUPAHO ChIBPXKAHME HA BEIIECTBO MM CbCTABKA, aKO PE3yNTATBT OT
ITbPBOTO ONpENENIIHE TOTBBPIM MIEKIIapUPAHOTO ChIbPKAHME, T.e. aKO AHAIMTUYHMAT PE3yNTaT IONAfa B MHTepBaa Ha
JIOMyCTMMOTO OTKIIOHEHME 33 IeKNapUpPaHOTO ChIbPKAHNE, He ca HEOOXOMMMI OITBITHUTEIHY ONpENeNIsHUS, TIPY yCIoBUe
e ce IIPUIIAraT MONXOMSALIM IPOLENypy 33 OCUTYpsIBaHE Ha KaUecTBOTO.

B HSAKOM CIyuay BHIPOCHUAT MHTEPBAII HA JIOMYCTUMOTO OTKJIOHEHME € OIpeNelieH OT 3aKOHOIATENICTBOTO, KaTo PeramMeHT
(EO) Ne 767/2009 u Pernament (EC) 2019/4 na Espomneiickus napiament u Ha Coeera (').

4, HpOTOKOJ'l 33 U3IMOJI3BAaHUA METOJI 3a aHAJIN3

B MPOTOKOITBT 33 aHAJIM3 CE€ II0COUBA UBIMOJI3BAHUAT METOM 3a aHATIN3.

5. IIpoToKon 32 aHANUTUYHMSA Pe3yIITaT

AHQIIMTUYHIAT Pe3yITTaT ce M3passiBa 0 HauMHa, IOCOUEH B METOAA 3a aHAINU3, ChC CHOTBETEH Opoil 3Hauery Ludpy, 1, aKo
€ HeoOXOIMMO, Ce KOPUIMPa B 3aBUCKMOCT OT ChIbP2KAHIMETO Ha BlIara B KpajtHaTa poba mpemu NOAroToBKaTa.

[loBeyeTo perynaTopHu CTOMHOCTY (HAIp. MAKCUMAIHO MM MUHMMAITHO [OMYCTMMO KOJIMYECTBO) B 3aKOHOHATENCTBOTO Ha
EC B obractra Ha dypaxre ca OIpefeNeHy 10 OTHOLIEHME Ha Qypaxk CbC ChIbpKaHMe Ha Brara 12 %. [Topamu ToBa, 3a 1a
Ce OLIEHN B Te3y CIyuyay M3MEPEHMSIT BbpXy NMpo0aTa aHANMTHMUEH PE3yNTaT CIPSIMO PEryNIaTOpHATA CTONHOCT, Toit TpsibBa
ITbpBO N2 O'bIe pasieNieH Ha ChIbPXKAHMETO Ha CYXO BEWIECTBO B MpobaTa (B %), yMHOXeEHO MO 88, KaKTO € MOCOYEHO B
crenHara gopmyna:

KBIETO:

Mc: ChIbpKaHMe Ha Briara B pobata (8 %). Ciemosatento 100 — Mc npencrasiisisa ChIbpKaHUETO Ha CYXO BELIECTBO
B ripoGara (8 %).

Ranat QHATIMTMYEH Pe3yNTaT, M3MEpEH BbPXy mpolara

Ry o pesynTar 3a gypax Cbc ChIbpKaHME Ha Biara 12 %; [1a ce OLEHY CIPSIMO PEryNiaTOpHATa CTOHOCT.

(") Permament (EC) 2019/4 Ha EBponesickust mapnament 1 Ha CbBera ot 11 mexemspu 2018 I. OTHOCHO TIPOM3BOLICTBOTO, IIyCKAHETO HA Ma3zapa I
ynorpebara Ha MeIMKaMeHTO3HU ypaxu, 3a uaMmeHeHne Ha Pernmamenr (EO) Ne 183/2005 na Eponeiickust napnament u Ha CbBera 1 3a
orMsiHa Ha [Iupektusa 90/167[EVMO Ha Coeera (OB L 4, 7.1.2019 1., c1p. 1).
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B mombiiHeHMe KbM TOBA, aKO €4 U3ITBITHEHY CIIETHUTE ycnoBus:

— QHAIUTUYHUAT Pe3yNTar € 3HauuTenHo (> 50 %) IO-HMCBK WM NO-BUCOK OT MHQOpMALMsTa BBPXY eTMKeTa/cIie-
unyUHATA CTOMHOCT, KOSTO MOMIEXM HA KOHTPOI, (B 3aBMCUMOCT OT TOBA [aiy MHQOPMALMSTA BHPXY ETHKETa/crie-
unyUHATA CTOMHOCT € MAKCUMAITHO VUM MUHMMAITHO [IOIYCTUMO KOJIMYECTBO);

— CHIbPXKAHNMETO Ha BIara Ha onpoOBaHus Gypax B M3BECTHO M MOXKE [1a CE 3aKITIOUM Ue KOPEKLMSITA B ChIbPXKAHUETO Ha
BJlara HAMa [1a [IOBJIVsAE Ha Pe3ynTaTa OT OLEHKaTa,

TOTaBa, NPY YCTIOBYE Y€ Ce MpUIaraT IOIXOAAIINTE IPOLENypy 3 OCUTYpsBaHe Ha KaueCTBOTO M aHANM3BT Ce IPaBM CaMo 3a
[a ce IIPOBEPH ChOTBETCTBUETO ChC 3AKOHOBHUTE Pa3nopendn, KOPEKIMSTa B 3aBUCKMOCT OT ChIIbPKAHMETO Ha BIara MOxe 1a
ObiIe IpOITyCHaTa (HAIp. B CIIyyauTe KOraTo He € OIIpeleNneHa CrelyyuyuHa MM perysiaTopHa CTOMHOCT), OCBEH KOTaTo TOBa ce
M3MCKBA 32 LIETTE Ha THIIKYBaHETO.

AKO aHAIUTMYHUSAT pe3yNnTaT ce KOPUIMpPA B 3aBUCUMOCT OT ChHIbPKAHMETO HA BIIAra, ChOTBETHATA HEONpPEENeHOCT Ha
M3MEPBAHETO ChliO TPsiGBa Aa GbIe KOPUIMPAHA CHITIACHO CHILATA IIPOLEMYPa.

B ctyuait Ha ompefesisiHe Ha MOPABO Porde MM BpeOHM GOTAaHMUECKY IPUMECH 4pe3 BU3yalHa [POBEpPKa/MUKPOCKOICKO
V3CIIeNBAHE, KOPEKLMSI B 3aBICUMOCT OT ChIbPXKAHMETO Ha BIIara He ¢ HeOOXOmMMa.

6. Heonpenenenoa Ha aHAIINTUMHO U3MEpBaHE N CTOVHOCT Ha aHAIUTHYEH ]106MB NpU aHAJIN3 HAa HEXeJIIaHU
BEIIECTBA

Tlo oTHOIIEHME Ha HeXeNaHUTe BELIECTBA 10 cMuChTa Ha [upektusa 2002/32/EO, npomykTu, MpegHa3HAueHN 3a XpaHeHe
Ha XXMBOTHM, CE CUMTAT 33 HEOTTOBAPSIIM Ha M3VCKBAHETO 33 MAKCUMAIIHO CBIbPKAHME, aKO Ce TIPELEHM, Ye CTOMHOCTTa Ha
QHANUTHYHYS PE3YIITAT KATO CPEHA CTOMHOCT OT [IBe HEe3aBUCHMM ONpENeNsIHIS, OTHACSIIM ce 10 Pypax CbC ChIbpKaHUe
Ha Briara 12 %, HajBMIIaBa MAKCMMAIIHOTO ChIbPKaHMe, KaTo Cé OTYMTa pa3UIMPEHATa HEONPENeNeHOCT Ha aHaIMTUIHOTO
M3MepBaHe TPy M3ION3BaHe HA MHOXKMWTEI Ha MOKPUTHE 2, KOJITO [1aBa JOBEPUTEIIHA BEPOSTHOCT Mpubnmsutento 95 %, u
KOpeKkLys 3a aHanuTiueH go6us. ToBa O3Hauaea, ue 3a [a Ce OLEHM CIA3BAHETO HA MAaKCHMAIHOTO ChIbpXKaHNE, Ce
M3II0I3BA AHANIM3MPAHATA KOHLIEHTPALINS, CIIe] KATO Ce KOPUTMPA CbC CTOMHOCTTA HA aHATIMTMYEH NOOMB ¥ CIIell M3BAXIaHe
Ha pasulMpeHaTa HEONPENENeHOCT Ha aHaIUTUYHOTO M3MepBaHe. Tasy Mpouenypa € NPUIIOXKUMA eIMHCTBEHO B CIIyYan,
KOTaTo0 METONBT 33 aHanu3 I03BONABA OLEHKA HA PaslUMpeHaTa HEONPENENIeHOCT Ha M3MEPBAHETO M KOPEKUMs 3a
aHaNMTHYeH DO6MB. (HAIp. T He Ce M3MCKBA B CIyuail HA BM3yallHa POBEPKA/MUKPOCKOIICKO M3CIIeNBaHe)

B oTcheTBMeTo Ha creuy¢uuHa HOPMATMBHA ypenOa Ha HALMOHAIHO PABHIILLE, aKO AHATIMTUMHMAT PE3yNTaT OT B3ETaTa
3alIMTHA Po0a HaIBUIIABA MAKCUMAITHOTO ChIbpKaHue (6e3 Ia ce 0TYMTA Pa3IMpPeHaTa HeONpeNeneHOCT Ha aHaIUTHYHOTO
M3MepBaHe), TOBA IOTBBP2KIIABA YCTAHOBEHOTO IIOCPENCTBOM KOHTPOJIHATA IP0Oa HECHOTBETCTBHE.

AHaMUTUYHUAT pesynraTt ce OTUMTa, KaKTO CllelBa (]IOKO]'KKOTO U3IOJI3BAHUAT METOI 3a aHAJIU3 IO3BOJIsABA Ma C€ OLUECHU
pasuimpeHaTa HEOIPENEIIEHOCT Ha aHATIUTUYHOTO I/[BMCpBaHC)Z

a) KOpUIMpAH 3a aHAIUTHYEH HOOMB, KOIaTo € LienechoOpasHO M YMECTHO, KaTo ce mocousa Kopekuusra. Cremsa ma ce
MOCOYM CTOIHOCTTA HA AHATMTMYeH HOOMB, OCBEH KOTaTo B IpOLENypaTa IMOHAYANO € BKITIOUEHa KOpPeKUMs 3a
U3MeCTBaHe, KbIIETO ,M3MeCTBaHe" € pasiuKaTa MexKIy M3MepeHaTa CTOHOCT Y eTalloHHaTa KoHueHTpaums. Kopekuysra
3a aHAIMUTIUEH TOOMB He e HeoOXOMMMa, aKO CTOMHOCTTA Ha aHanuTIYeH 1o6us e mexmy 90 u 110 %.

0) Kato ,x +[- U“, KbIeTO X € aHATIMTUYHMAT pe3ynTar, a U e pasimpeHaTa HeONPeNesIeHOCT Ha aHAIUTUYIHOTO M3MepBaHe
TpY U3MON3BAHE HA MHOXMTEN Ha NOKpuTHeE 2 (%), KOITO HaBa TOBEPUTEIIHA BEPOSTHOCT OT OKONO 95 %.

AKO 00aue aHATIMTHYHMAT Pe3yNITaT e 3HaunTeNnHO (> 50 %) MO-HMCHK OT CTOMHOCTTA, KOATO MOMIEXM Ha KOHTPOI, ¥ TPH
YCIIOBME Ye ce TpuylaraT NOAXONAIIMTE IIPOLENypPM 3a OCUTYpsiBaHE Ha KaueCTBOTO VM aHalM3bT Ce MpaBy CaMo 3a Ja ce
IIPOBEPY CHOTBETCTBUETO ChC 3aKOHOBITE Pa3nopen6y, OTYMTAHETO Ha CTOMHOCTTA Ha aHANMTIYEH TOOMB ¥ Ha paslIMpeHara
HEONPENIENeHOCT Ha aHaIMTUYHOTO M3MepBaHe MOXe Na Gble MPONYCHATO (HAmp. B CIyyauTe KOTaTo He € ONperieNeHa
creunyuHA WM PEryJaTopHa CTOMHOCT), OCBEH KOTATO MHQOPMALMATA 3a HEONPENETEHOCTTA HA M3MEPBAHETO ¢
HeoOXO[MMa 3a LIEMUTE Ha THIIKYBAHETO.

7. HeomnpenenieHOCT Ha aHATMTHYHOTO M3MePBaHe M CTelleH Ha aHAIMTUYEH JOOMB MPY aHATN3 Ha CHIBPKAHMETO
Ha gypaxHu K06aBKu

3a 1enuTe Ha MPOBEpKaTa Ha CHOTBETCTBUETO C Pa3PELICHOTO MUHIMAITHO M MAKCHMAJIHO CHIIbPXKAHME Ha QypaxHu 106aBKy
HATIMYMETO Ha PypaxkHy H0OABKM Ce CYMTA 33 HECHOTBETCTBAIIO HA VM3MCKBAHETO 33 MUHMMAIIHO M MAKCUMAJIHO [OMyCTIMO
ChIbPKaHNe, aKO ce MpELeHHM, 4e CTOMHOCTTA HA aHalMTMYHMA Pe3yNTaT, KaTo CpedHa CTOMHOCT OT JBe He3aBUCUMIU
OTpeTIENISIHILS, 110 OTHOLIEHYE Ha Pypax ChC ChIbpxKaHMe Ha Brara 12 %:

(*) Hosepurenuusr nHrepBan or 95 % Moxe ma Obie NMOCTUHAT Ype3 M3ION3BAHE HA HPYr KoeQULMEHT, KAaTo HAIpumep KoeduuueHTa t
(xoeduuyent Ha CTIOLBHT).
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— HAJIBMIIABA MAKCMMAJIHO IOMYCTMMOTO ChIIbPXKaHMeE, KATO Ce OTUMTAT Pa3llMpeHaTa HeoNpeeNeHOCT Ha aHATIMTUYHOTO
M3MepBaHe M KOPEKLMSATa 33 aHanmuTiueH noOus. ToBa O3HauaBa, ue 3a [a CE OLEHM CIA3BAHETO HA MAKCUMATHOTO
CBIIbPKaHNe, Ce M3MOMI3BA AHANM3MPAHATA KOHIEHTPALVs (T.e. CpeIHATa CTOMHOCT OT [Be ONpeesiHys), CIIell KaTo ce
KOpUIMpa ChC CTOMHOCTTA HA AHATIMTMYHMSL MOOMB M CJIel M3BaXIaHe HA pasliMpeHaTa HEONMPEHesIeHOCT Ha
QHATIMTIYHOTO M3MepBaHe.

— e 0] MMHMMAJIHO JIONYCTMMOTO ChIbpXKAHME, KATO Ce OTYUTAT PA3LIMPeHAaTa HEONPEHeNleHOCT Ha aHATUTUYHOTO
M3MepBaHe M KOPEKUMsTA 3a aHamuTvyeH 106wB. ToBa O3HAuaBa, 4e 3a A Ce OLEHM CIA3BAHETO HA MAaKCHMAITHOTO
CBIIbpKaHNUe, Ce M3MON3BA AHANM3MPAHATA KOHLEHTpALys (T.e. CPelHATA CTOJHOCT OT [BeTe ONpelerisiHILs), CIlell KaTo ce
KOPUIMPA ChC CTOHOCTTA HA AHANUTUYHMSI JOOVB U CIIell J0OaBsHE Ha Pa3IIMpPEHATa HEOIPENeNeHOCT Ha aHATIUTUYHOTO
V3MEpBaHe.

B orcherBMeTo Ha creuyyyHa HOPMATMBHA yper0a Ha HALMOHATIHO PABHMILE, aKO AHATMTUYHMST Pe3yiTar OT B3eTara
3alIMTHA po0a HaIBYIIABA MAKCUMAITHOTO ChIbpKaHue (6e3 Ia ce 0TYMTa Pa3IMpeHaTa HEONPENeNeHOCT Ha aHAIIUTIYHOTO
M3MepBaHe), TOBA IIOTBBPK[IABA YCTAHOBEHOTO IIOCPENCTBOM KOHTPOJIHATA IPOOa HEChOTBETCTBHE.

AHATUTUYHUAT pesynraTt c€ OTUMTa, KaKTO CIlefBa (]IOKO]'[KOTO M3IOJI3BAHUAT METOM 33 aHAJ/IN3 IO3BOJIABA 1A C€ OLCHU
pasuiperHaTa HEOIPENEIIEHOCT Ha aHATIUTUYHOTO I/l3M€pBaHe)Z

a) KOpMIMpaH 3a aHAIUTHYeH JOOWB, KOTaTo € LenechoOpasHoO M yMECTHO, KaTo ce mocoua kopekuysita. Cremsa ma ce
NOCOYM CTOIMHOCTTA Ha AHANMUTHYeH HOOMB, OCBEH KOraTo B IPOLENypaTa IOHAYano € BKIIOYEHa KOpPeKIMs 3a
VI3MECTBAHE, KBIETO ,M3MECTBAHE" € PasNMKaTa MeXJy M3MepeHaTa CTOMHOCT ¥ eTaJIOHHATa KOHIeHTpauyst. Kopekuysra
32 aHATITIYEH JOOUB He e HeoOXOMMMA, aKO CTOMHOCTTA Ha aHATMTIYeH o6us e Mexiy 90 u 110 %.

0) Kato ,x +[- U“, KbIETO X € aHATUTUYHMAT Pe3yNTaT (CpelHaTa CTOMHOCT OT ABe ompenesisiHus), a U e pasmmpeHara
HEOIPENeNIeHOCT Ha aHaIUTMYHOTO M3MepBaHe IPY M3MOJI3BAHE HA MHOXWUTEN Ha mokputue 2 (°), KOWTO mHasa
[IOBEPUTEITHA BEPOSITHOCT IpuOmM3uTento 95 %."

(*) HosepurtenHusr uHTepBa o 95 % Moxe [Ia Oble NMOCTMTHAT Ype3 U3IOI3BAHE HA OPYT KOCQMUMEHT, KaTO HampuMep KoeQuiMeHTa t

(xoeduuyent Ha CTIOLBHT).
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3.1.

3.2.

3.3.

3.4.

3.5.

3.6.

TIPMITO2KEHME 111

LTPUTTOKEHME 11T

METOIU 3A AHAJIIU3 C LIE]I KOHTPOIT HA CbCTABA HA QYPAXKHUTE CYPOBUHU U HA KOMBUHUPAHUTE
QYPAXU

A. OINPEOETIAHE CbObPXKAHMETO HA BITATA

Llen u o6xBaT

HacrosiuusT MeTox 1aBa Bb3MOKHOCT [1a Ce OIPeNeNy ChIbP>KaHUeTO Ha Biara BbB ¢ypaxute. B ciyuail, ue gypaxst
CHIbPXKA JICTIIVBY BELIECTBA, KATO HATPMMEP OPIaHMYHM KMUCENMHM, TpsiOBa ga ce OTOENexM, Ye 3aeMHO ChC
CBIbPKAHMETO Ha BIlara ce OTKPUBAT 1 PENMIIA JIETIMBI BEUIECTBA.

MeromsT He OOXBama aHanM3a Ha MIIEYHMTE NPONYKTM B KAYeCTBOTO MM Ha (ypaxHM CypOBUHM, HMTO Ha
KOMOMHMpaHuTe (ypaxy, CbCTABEHM MPENMMHO OT MJIEYHM IPONYKTH, WM aHANM3A HA KMBOTMHCKUTE M
PACTUTENTHMTE MA3HUHY M MacIla MM Ha MacTIOfaiiHyTe ceMeHa M MIOHOBE.

OnpenernsHeTo Ha ChIIbPKAHVETO Ha BIlara B MacJIONAHM CEMEHa ce IpaBy [0 METOa, npensuieH B cranaapt EN ISO
665 ,OmpenersiHe ChIbPXKAHMETO HA BIara 1 JICTIMBI BELIECTBA", KaTO COEBUTE 3bpHA TPsiOBa [a GBIAT CMITEH Mpemyt
OMPENIEIIHETO Ha ChIbPXKAHMETO HA BIIATa.

IpyHnMn

Tpobata ce u3cylaBa NPy TOUHO OIpENENEHNU YCIOBMSI, KOUTO BapUpaT B 3aBUCUMOCT OT Bua ¢ypax. 3arybata Ha
TEr70 ce OMpeNerst MOCPENCTBOM mpeTeriisiHe. [Ipu paGota ¢ TBbpIM ¢ypaxu, KOMTO MMAT BUCOKO ChIbPXKAHME Ha
BI1ara, € HeoGXOIMMO J1a Ce U3BbPLIN TPEIBAPUTEITHO CYILIEHE.

Amnaparypa

Menuuua or HeaGcopOupain Brara Matepuarn, KOSTO € JIeCHa 3a IOYMCTBAaHE, IO3BONABA OBP30, PaBHOMEPHO
pasupobsiBaHe Oe3 3aereMMO 3arpsiBaHe, NPEIOTBPATSBA KOHTAKTA C BHHIIHIS Bb3IIYX, HIOKOIKOTO TOBA € Bb3MOXKHO,
11 OTTOBapsl Ha M3MCKBAHMATA, onpeneneHn B T. 4.1.1 u 1. 4.1.2 (Hamp. YyKOBM MUKPOMEITHULIA MITM MUKPOMETTHIIIM C
BOIIHO OXJIAXKIIAHe, CII00sieM) KOHYCHI METTHULM, HICKOOGOPOTHIM MENTHMIIM M MeTTHIMLM CbC 360HM KOTIera).

AHaUTUYHU BE3HU 34 V3MepBaHe C TOYHOCT IO 1 mg.

Cyxyt CbIOBe OT HEKOPORMpAILI METall WM OT CTBKIIO, C KamallM, OCUIYPSIBALUM XePMETUYHO 3aTBapsiHe; paboTHA
TNOBBPXHOCT, MO3BOIISBAILA PA3CTUIIAHE Ha M3CNeNBaHaTa mpoba ¢ mIbTHOCT okonto 0,3 gf/cm?.

Enextpuuecka mzorepMuuna nem (£ 2 °C) ¢ MONXOAsLA BEHTMIALMS, KOSTO OCUIypsiBa Obp30 peryimpaHe Ha
Temneparypara (').

PerynmpyeMa CJICKTpMYCCKa BaKyyMHa IICLI, 060pynBaHa C MacJI€Ha IOMIIa M ¢ MEXaHM3bM 3a BKapBaHE Ha ropeur Cyx
BB3IYX MM C M3CyliaBall areHT (Hal'lp. KaJIIneB OKCVIH).

Excukarop ¢ nebena rneppopupaHa MeTalHa Wiy [OpLENaHOBa IUI0Ya, ChIIbpPKAL eQUKACeH M3CYLIABALL ATEHT.
Ipouenypa

N.B.: OrycaHuTe B TO3U Pa3lieN ONepalyy CIeBa JIa ce U3BBPIIBAT He3a0aBHO CIIel OTBAPSIHETO HA ONAKOBKUTE
¢ pobu. [TpoBexna ce Hail-ManKko OBYKPaTeH aHam3.

3a M3Cy1UIaBAHETO HA 3bPHEHU KYNTypH, OpaiHo, Oyiryp 1 eIpocMILsiHO OpallHo, gypHaTa TpsiGBa [1a MMa TAKbB TOIUTMHEH KamalTer, ye Ipy
npenBapuTenHo arpsisate 1o 131 °C, ga DOCTMrHe OTHOBO Ta3y TeMIIEpaTypa 3a MO-MAIKO OT 45 MUHYTH CIIe[l KaTo B Hesl e 6o ClIoXKeHo
MAaKCUMAJTHOTO KOJIMYeCTBO MpoOy 3a eJHOBPEMEHHO CylieHe. BeHTumaumsta TpsOBa fa e Takasa, 4e KOTaTo TONKOBA IPOOM OT OOMKHOBEHO
KUTO, KOJIKOTO MOXe Ma chbepe, ce CyWaT B NMPOIBIIKEHME HA [BA Yaca, pe3yNTaTUTe Ce PasfMyaBaT OT OHE3U, KOMTO Ce MONIyuaBar Criell
4eTUPUYACOBO CYIleHe, ¢ Mo-Manko ot 0,15 %.
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4.1. ITodzomosra

4.1.1. (Qypaxu, pasnuunu ot usbpoenute B 1. 4.1.2 u 1. 4.1.3.

Baemar ce Haii-manko 50 g ot npobara. [Ipy HeOOXOMMMOCT TOBa KOMIMUYECTBO Ce PasgpoOsiBa MM PasHerst Taka, ue 1a
ce 130erHe POMSIHA B CHIbPKAHMETO Ha BIIara (BX. T. 6).

4.1.2. 3bpHEHM KYATYpu 1 OyIryp

Baemar ce Haii-Manko 50 g ot mpoGata. CMuIaT ce Ha CUTHY YaCTHLIM, OT KOMTO MOHe 50 % [1a MOTaT fa IpeMyHaT mpe3
CUTO C rosieMuHa Ha orsopure 0,5 mm 1 OT Kouto Haii-MHOro 10 % ma He Morar fa IpeMMHAT NPe3 CUTO C KPBIIIM
OTBOpU C pazmep 1 mm.

4.1.3. Qypaxu B TeuHo unu nacroo6pasHo cheTosHUe U Pypaxky, CHCTOSILM Ce NPENUMHO OT Macla u
Ma3HUHU.

Baemar ce okoito 25 g oT mpo0ara, IpETeriaT ce ¢ TOYHOCT Jo 10 mg, 100aBst ce ChOTBETHOTO KOJIMUECTBO Oe3BOIEH
ILICBK, TPETErNeHo ¢ ToHOCT 1o 10 mg, u ce pa3bbpKBa O NMOMYYaBAHETO Ha XOMOTEHEH IPOMIYKT.

4.2. Cywene

V3cymasa ce cbi (1. 3.3.), 3a€HO ¢ Kanaka, B nel, HactpoeHa Ha 103 °C 3a 30 min +/- 1 min. [Ipobara ce n3saxma ot
TELITa M Ce OCTaBsl B eKCMKATOpa a ce OXJIaly 10 TeMIlepaTypaTa Ha OKOJHATa cpefa (T. 3.6.).

4.2.1. (Oypaxu, pasnuunu or nzbpoennurte B 1. 4.2.2 u 1. 4.2.3.

CbIBT ce npeTers 3aeHO C Kalaka cu ¢ TOYHOCT 10 1 mg. B npeTernenns cba ce M3MepBat ¢ TOYHOCT 10 1 mg 0Kono
5 g or npobara 1 ce pascTUIAT paBHOMepHO. ChIbT, 6e3 Kanaka, ce MOCTaBst B IPEABAPUTENHO 3arpsitata o 103 °C
nem. 3a [1a ce MPENOTBPaTy HEXENaTelHOTO CNaflaHe Ha TeMIlepaTypaTa, ChIBT Ce IOCTaBs B IIELITa Bb3MOXKHO Haii-
Obp30. [Ipobara ce OCTaBsi Ia CHXHE YETUPM 4aca, CYMTAHO OT BPEMETO HA BH3CTAHOBSIBAHE HA TEMIIEPATypata OT
103 °C. ITewra ce 0TBApS, KAIAKbT He3a0aBHO ce MOCTaBst 0OPAaTHO BHPXY ChIa, KOMTO Ce M3BAXKMA OT MELTa, OCTaBs
ce f1a ce oxyagy 3a 30—45 min B ekcukaropa (T. 3.6) 1 ce IpeTers ¢ TOYHOCT 10 1 mg.

3a dpypaxu, cbcrostiy ce mpenuMHo (> 50 %) OT Maciia i Ma3HUMHY € KUBOTMHCKM U PACTUTENIEH IPOU3XOL, pobuTe ce
cymar 30 min no-meiro mpu Temmeparypa 103 °C. Pasnmkarta MeXIy CTOHOCTUTE 3a CHIbPXKAHMETO HA BIIAra,
TONTyYeH ! OT MIBeTe MpeTerNsiHus, He TpsiOBa na Hanpuiasa 0,1 %.

4.2.2. 3bpHeHN KyITypu, OpamHuo, O6ynryp u rpuc

CbIBT ce IIpeTeris 3aelHO € Kamnaka cu ¢ TouHocT 1o 0,5 mg. B mperernenus cbi ce M3MepBaT ¢ TOUHOCT 10 1 mg
OKONO 5 g OT pasnpobeHara npoba u ce pascTuiat paHomepHO. ChIbT, O3 Kamaka, ce NMOCTaBst B MpEIBAPUTEIHO
3arpaTata 1o 130 °C memr. 3a ma ce IpemoTBpaTy HEXENATENTHOTO CIajjaHe Ha TeMIIepaTypaTa, ChObT Ce IOCTaBsl B
IelITa Bh3MOXHO Hail-6bp30. [Ipobata ce ocTaBst Ja ChbXHe YETMPH Yaca, CUMTAHO OT BPEMETO HA Bb3CTAHOBSIBAHE HA
temneparypata ot 130 °C. [lewra ce oTBaps, Kamak’bT He3a0aBHO ce MOCTaBsi OOPATHO BHPXY ChIa, KOMTO ce M3BaXKMIA
OT IelTa, OCTaBs ce J1a ce oxyamu 32 30—45 min B excukatopa (T. 3.6) 1 ce IpeTers ¢ TOYHOCT 10 1 mg.

4.2.3. KoMb6uuupanm ¢ypaxu, cbabpxaumm nosedye ot 4 % 3axaposa uiu 1aKtosa: ¢ypaxkHu CYpoOBUHH,
K4TO HalpuMep MIONOBE HAa POXKKOB, XMIPONM3MPAHM 3bPHEHM NPOIYKTH, MallOBU CeMeHa,
napueHIa U3CYWEHO UBEKIIO, puOHM M 3aXapHU Pa3TBOPUMMU KOMIOHEHTH;

ChIBT Ce NpeTers 3aelHO C Kanaka ¢y ¢ TouHoct 1o 0,5 mg. B npeTernenus cbll ce M3mMepBaT ¢ TOYHOCT 10 1 mg
0KOmO 5 g OT mpobata 1 ce pascTuiat paBHOMepHO. ChIbT, Oe3 Kamaka, ce MOCTaBsi B MIPEIBAPUTENIHO 3arpsiTaTa OT
80 °C mo 85 °C BakyymHa mew (r. 3.5). 3a 1a ce NPeJOTBPATY HEXKENATENHOTO CIaJjaHe Ha TeMIIepaTypaTa, ChIIbT ce
IOCTaBst B TIELITA Bb3MOXKHO Hail-Gbp3o.
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4.3.

5.1.

5.2.

Harsraseto ce yBemmuasa go 100 Torr u mpoGata ce ocTaps ma ce CyLM 4eTMpY Yaca [Py TOBA HANlsAraHe Ha IMOTOK
TOpeL CyX Bb3IyX MIM [OCPENCTBOM M3cyluasany areHt (okomno 300 g 3a 20 npo6u). Bes Bropus ciiyuait BakyyMHata
TIOMITa Ce U3KIIIOUBA, KOTaTO Ce NOCTUTHE MpENNMCAHOTO HajlAraHe. BpeMeTo Ha cylleHe ce OTYMTa OT MOMEHTA Ha
Bb3CTaHOBsBaHe Ha Temnepatypata oT 80 °C—85 °C B mewra. Handranero B melra BHMMATEITHO Ce NMOHMXKaBa U
u3paBHsiBa ¢ arMocdepHoTo. [Terrra ce OTBapsi, KAMAKBT BEAHATA Ce MOCTaBsi 0OPAaTHO BbPXY CbA, CHIBT CE M3BAXMA OT
TelITa, OCTaBs ce fa ce oxmamy 3a 30—45 min B ekcukatopa (1. 3.6) 1 ce mpeters ¢ ToyHocT 1o 1 mg. Cymm ce oue
30 min BbB BakyymHa memt Ha 80 °C—85 °C u ce npererst 0THOBO. Pa3iikaTa MeXIIy CTOMHOCTUTE 33 ChIbPKAHMUETO
Ha BIIara, OJIyYeH Y OT [BETe MpeTersAHMs, He TpstOBa ga Hampumasa 0,1 %.

Tpedsapumento (UacmuuHo) cytiene

,BriaxHuTe" Pypazky ¢ MacoBa yact Ha cyxara Marepust o 85 % (marp. rpy6u ¢pypaxu, enMHEH CMeceH OPLVOH, (He)
TeYHN XpaHmu) TpsOBa ma GBEAT YAaCTMYHO M3CYLIEHM Tpefy fa ObOaT MOUIOKEHN Ha QMHO CTpMBAHE 33 LENMTE HA
aHaIM3a Ha TeXHUTE CTAOMITHY BELECTBE; 3 HeCTAOMITHNUTE BELIECTBA YACTUYHO M3CYIIABAHE HE € Bb3MOXKHO.

YacTHUHOTO CyleHe MOXKe [a Ce M3BbPLIM Ype3 M3MON3BaHe HA 1abOpAaTOpHA Iell C MPMHYIMTENHA BEHTUIALMS, Ha
MUKPOBBIIHOBA (ypHa wint upe3 muodyunzaust. OCBeH B CTy4anTe Ha YaCTVMUHO CyLICHE Upe3 MMOQUIM3ALILS, LienTa e
¢ypax®T a ce M3CYILM, KATO ChIIEBPEMEHHO TeMIepaTypa Ha mpobara ce nomrbpaxa nog 60 °C, Taka ue XUMUUECKHsT
ChCTaB ma Obe 3acerHaT B MyHMManHa cremeH. CyuieHeto mpy Temmepatypu Ham 60 °C mpmumHSBA XUMUYHM
M3MeHeHMs BbB (ypaxuTe (Hamp. pasrpaxmaHe Ha Oenrbimre). IIpeny M3MepBAHETO HA YACTTA HA CYXOTO BEIIECTBO
M3CYLIEHNST $ypax ce OCTaBsi 1A CE YPAaBHOBECH IIPY CTAilHA TEMIEPATypa 3a OKONO 15 MUHYTH, 3a 1a ObOaT cBeIeHN
0 MMHMMYM IIOTEHUMAIHUTE M3MEHEHMS BbB BIIAKHOCTTA, KOMTO MOIAT [1d BB3HMKHAT IO BpeMe Ha CTpUBaHE 1
coxpaenye. CyuweHero npu temmeparypu nox 60 °C He OTcTpaHsiBa LisUlaTa Boma OT ¢ypaxa; CIIEOBATENHO
TOJTyYeHWST OT (ITbPBOHAYAIIHOTO) YaCTMYHO CYlIEHEe MPONYKT He ChCTABIIsIBA ODLIOTO CYXO BELIECTBO BbB (ypaxa.
Korato ce ompemesT Ipyri XMMUYHM ChCTABKM, CIIel M3CyLIaBaHe Monnpobara ce CTpYBA M aHATIM3UPA 3d ChIIbPKAHME
Ha (KpaifHO) CyXO BEW[ECTBO OT YaCTHYHO M3CyLIeHaTa mpoba (ocTaThuHa BIaXHOCT OT 3 % 1o 15 %).

Topamm ToBa ce mpenopbyBa MByeTallHa IpOLEypa 3a ONpedeNissHe HAa CYXOTO BellecTBo. ITbpBo ce ompemerd
YaCTMYHOTO CHIIbPKAHNME HA CYXO BEWECTBO (AKO € MO-ManKo OT 85 % CyXO BELECTBO), a CIed TOBa Ce ONpereris

OCTAaTBYHOTO CBHIBPXKAHME HA CYXO BEIIECTBO BHPXY CTpMTA MPOOA 33 M3CIEHBAHE ¥ YACTMYHOTO CYXO BEIIECTBO CE
YMHOXaBa [0 OCTAHATIOTO CYXO BEWIECTBO, 33 JIa C¢ ONpeNeNny 0OUIOTO ChITbPKaHNeE Ha CYXO BEIIECTBO.

Uzuucnssane Ha pe3yiaraTure

CbbpKaHneTo Ha Brara (X) Kato IPOLEHT OT Ipobara ce M3UMCIISIBA 11O CIIeHUTE GOPMYIIIL:

Wscywasane be3 npedsapumento cyuexe

KBJIETO:
m= ITPBOHAYAITHO TEITIO B TPaMOBE Ha MPOOATa 3a aHATN3,
mo = TEra0 B rpaMoBe Ha CyxaTa Ipoba 3a aHanms.

Wscywasae ¢ npedsapumento cywene (%)

(mg —mg) x my 100 my X mg
= |4 — X == = X _ U
XP mo tm—m m 100 1 mx mo
KBIETO:

m= IIPBOHAYAIIHO TEITIO B IPAMOBE Ha IPOOATa 33 aHATIN3,

m; = TErJI0 B rpaMoBe Ha Ipo0arta 3a aHaIu3 Cllel] PELBAPUTEITHOTO CYILLIEHE,

m, = TErso B rpaMoBe Ha Ipo0arta 3a aHaIu3 cile] pasupobsABaHE UM CTPUBAHE,

mg = TErJo B rpaMoBe Ha Cyxata 1poba 3a aHayus.

() 3a noseye MOOPOGHOCTH OTHOCHO M3YMCIIEHMETO ce NpaBy Mo3oBasaHe Ha craHmapr EN ISO 6498— (ypaxu. YxasaHus 3a NOLTOTOBKA Ha

po6u.
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5.3. Iosmopaemocm

Pazmykara MeX[y pesynTaTuTe OT [Be MApaiesIHi ONpEHeNsiHNs, M3BbpIICHN C egHA M Chbiia mpoba, He TpsiGBa ma
Hanpumasa 0,2 % oT aBCOMIOTHATA CTOMHOCT HA BIAraTa, OCBEH 3a MOKPY XPaHM 3a IOMAIIHY JIOOMMIM ¥ ITbBYALIM
IpeaIMETH 3a KyUeTa, KBIETO pa3yKara He Tps6Ba na Happumasa 0,5 % ot abGcomoTHaTa CTOMHOCT Ha BIarara.

6. 3abenexku

B ciyvail, ye ce Hanoxu pasmpoOsiBake, M aKO TOBA IPOMEHM CHIBPXKAHMETO HA BIIara B IPOLYKTA, Pe3ynTaTuTe OT
aHa/3a Ha ChCTaBKuTe Ha $ypaxa TpsiOBa ma GbIAT KOPUIMPAHN Bb3 OCHOBA Ha ChIbPXKAHMETO Ha BIara Ha mpobara B
ITPBOHAYAJIHOTO VI ChCTOSIHIE.

b. OMNPENEITAHE CbIbP2KAHMETO HA BJIATA B 2KMBOTMHCKN U PACTUTEITHU MA3HUHU U MACTIA

1. Len n o6xBar

Hacrosiummsar Meron maBa Bb3MOXKHOCT f1a ce OIpeneny CbIbP2KaHMETO Ha BOOA M JIETIIVIBM BEUIECTBA, ChbIbPKalIN CE B
2KMBOTMHCKM M paCTUTENTHN Ma3HUHU 1 Maciia.

2. TpyHumn

Ilpobata ce cymy, HOKAaTO TEINOTO I CTAHE MOCTOSIHHO (HAMAIIIBAHETO HA TEINIOTO NPY IBE IOCIENOBATEIHU
npererysiHysE TpsIGBa [1a € MO-Manko uim pasHo Ha 1 mg), mpu 103 °C. 3ary6ara Ha Teryo ce ONpenestst IOCPeNCTBOM

TIpeTernsHe.

3. Amnaparypa

3.1. TT10CKOIBHHO OIII00 OT KOPO3MOHHO YCTOIMUMB MATEPHAIT C IMAMETBp OT 8 [0 9 cm ¥ ¢ IpUOIM3NTENIHA BUCOUMHA
3 cm.

3.2. TepmoMeTbp C ycuneH pesepBoap M pasliyMpeHMe B TOPHATA YacT Ha Kamurspa, rpamyupad ot okono 80 °C go Haii-

Manko 110 °C v oirsr npubmmsnrerso 10 cm.

3.3. TTsicbuHa GaHs MK €IEKTPUUECKU KOTIIOH.

3.4. Ekcukatop, chabpxal eyKaceH M3CyLIaBaly areHT.
3.5. AHaNUTMUHY BE3HIL.

4. Ipouenypa

B cyxoro mpereriieHo 6mogo (T. 3.1), B KOETO € MOCTaBeH TePMOMETbPBT (T. 3.2) ce MpeTernsiT ¢ TOYHOCT 10 1 mg
okorno 20 g or xoMoreHusnpanara mpo0a. [Ipo6ata ce HarpsiBa BbpXy [siCbUHATa OaHsi MM KOTIIOHA (T. 3.3), KaTo ce
pa36bpKBa HEMPEKbCHATO C TEPMOMETHPA TaKa, Ue [Ia ce HocTurHe Temmepatypa 90 °C 3a okorno 7 min.

HarpsiBareTo ce HamarsiBa, KaTo ce HaOJIIOJaBa 4eCTOTATa, C KOSITO CE MOSIBSIBAT MEXypuera OT [TbHOTO Ha 6ITiomoTo.
Temmepatypara He TpsiOBa 1a Hamsuuasa 105 °C. Pa30bpKBaHETO IPOIBIIKABA, KATO Ce CThpKe IBHOTO Ha OMIONOTO,
[IOKATO TPECTAHAT f1a Ce 00PasyBaT MeXypH.

3a [a ce OCMIypy HAITBIIHO OTCTPAHSBAHE HA BIIAIaTa, HAIpsIBAHETO ce MOBTapsl HAKONMKO mbTv 1o 103 °C = 2 °C ¢
oxnaxnade 10 93 °C mexny HarpssaHusata. Cief ToBa ce OCTaBsl 1a ce OXJ1ajiM 0 CTajiHa TeMIepaTypa B eKCMKaTopa
(r. 3.4) u ce nperers. Tasu omepaiysi ce MOBTaps, HOKAaTO 3arybaTa Ha TEITO MEXMY [BE MOCIEHOBATEIHN
TIPETENNIAHNA CIIPE [a HalByIiIaga 2 mg.

N.B. YBenMuaBaHe Ha TEINOTO Ha Mpobara CIied [OBTOPHO HArpsiBaHe € MHIMKALMS 33 OKMUCIISABAHE Ha
MasHMHaTa. B TO3M Crlyyail pesynTaThT ce NpecMATa, KaTo 3a OCHOBA Ce B3EMa IIPETEITIAHETO, NPOBEAEHO
HEIOCPEICTBEHO MPEMM TEITIOTO [ 3aI0YHE JIa HapacTsa.

5. MzuncnssaHe Ha pe3ynTaTure

CbIbpKaHMETO Ha Biara (X) Kato IMpOLEHT OT Ipobata ce mpecMsiTa Mo CeaHaTa GopMyra:

X = (m,—m,) x 10
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3.1.

3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

3.8.

3.9.

KBJIETO!
m= TEr7I0TO B rpaMoBe Ha Npobarta 3a aHanus;

my = TEra0TO B rpaMoBe Ha GITIOOTO ChC CHIIBPXKAHMETO MY MPEMM HArpsiBaHe;
m, = TEr7a0TO B rpaMoBe Ha GITIONOTO ChC ChIBPKAHMETO MY CIIe[l HarpsiBaHe.

Pesynratu mo-tucku ot 0,05 % TpsiGBa ma GbIar 3anmmcanu Kato ,no-Hucku ot 0,05 %"

ITosmopaemocm

Pazsykara BbB BIAKHOCTTA MEXKILY PE3yIITaTHTE B [IBE [APATIEITHY OLPENeNSIHILS, IPOBETIeHI BBPXY e[Ha M Chlla Ipoda,
He Tpsi6Ba na Hamemmasa 0,1 % KaTo abCOMIOTHA CTOMHOCT.

B. OINIPEOEMAHE HA CbOBPKAHMETO HA A30T U U3UMCITABAHE HA CbIIbP2KAHMETO HA CYPOB ITPOTEMH

Llen u o0xBaT

Hacrosiumsar meron maBa Bb3MOXXHOCT [1a ce onpenenm O6H.IOTO KOJIIMYECTBO CYpOB IPOTEMH B XpaHUTE 3a KMBOTHM Ha
(asaTa Ha CHIbPKAHMETO HA 30T, ONPENEIIAHO 10 METOA HA Kenman (3)

IpyHIMn

Tpobata ce m3BapsiBa CbC CSAPHA KMCENMHA B IPUCBCTBUE HA KATanmu3atop. KMCeNMHHMST pasTBOp ce anKanmsupa c
PasTBOp Ha HATPUEB XMIPOKCHUA. AMOHSKBT Ce NECTUIMPA M CbOMpAa B ONPENETIEHO KOIMUECTBO CSIPHA KUCENMHA,
M3IMIIBKBT OT KOSTO CE TUTPYBA ChC CTAHIAPTEH PA3TBOP Ha HATPUEB XMAPOKCUIL.

Karo anrepHaTiBa, OTHENEHMST aMOHSK Ce IECTMIMPA B M3MMIIBK OT PAa3TBOp Ha OOpHA KMCENMHA, CIel KOETo Ce
TUTpYBa C Pa3TBOP HA COJIHA MIIM CSIPHA KVCEIMHA.

Pearentn

Kanues cynéar.

Karanmusatop: meneH (II) oxcyun CuO mnu menes (1) cyndat nenraxumpar, CuSO, 5H,O.

LIMHK Ha rpaHyIm.

CsipHa kucermua p20 = 1,84 g/ml.

CsipHa KucerHa, craHmapTeH obemer pastsop, ¢(H,SO,) = 0,25 mol/l.

CsipHa KucemHa, craHgapTeH obemer pastsop, ¢(H,SO,) = 0,10 mol/l.

CsipHa KucerHa, craHmapteH obemer pastsop, ¢(H,SO,) = 0,05 mol/l.

VIHgMKaTOp METUIIOBO UYepBeHo; pastsapsT ce 300 mg metuioso yepsero B 100 ml eranor, o = 95-96 % (v/v).(v[v).
Pa3rBop Ha HaTpMeB XMIPOKCUI (MOXKE [Ia Ce M3MON3BaA TeXHMUECKM uncT pasteop) ff = 40 /100 ml (m/v: 40 %).
Harpues xunpookcny, craHnapter obemeH pasrsop, c(NaOH) = 0,25 mol/l.

Harpues xunpookcny, craHnapter obemeH pasrsop, c(NaOH) = 0,10 mol/l.

Tlem3a Ha rpaHynH, M3MUTA B COTHA KMCETMHA ¥ 3aIlalieHa

Auerannmy (Touka Ha Tonene = 114 °C, cemppxkanue Ha N = 10,36 %).

3axaposa (6e3 a3or).

Bopra kucemnHa (H;BO;).

() CombpkaHMeTO Ha a30T MOXe [a Oble ONpeNeseHO BbB BCUUKM (ypaxky, HO € Bb3MOXKHO KOeQMIMEHTHT Ha mpeoOpasysaHe 6,25 ma He e
NPWIOKNM 32 M3UMCIISIBAHE HA CBHIbPXKAHMETO HA CYpoB IPOTEMH 33 (ypaxHM CYpOBMHM OT HACEKOMM (IO-HMCBK KOeQUIMEHT Ha
npeobpasyBaHe), KAKTO ¥ 3a ONPENENeHM XPaHH 3a JOMAIIHU JIOOMMIM 1 32 GENTBIM, U3BIIEYCHNU OT KPhBHA IUIA3Ma (IO-BUCOK KOedMIMEHT Ha
npeoOpasysaHe)
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3.16. VIHOVMKATOpEH pasTBOp Ha METWIOBO uepBeHO: pasrBapsar ce 100 mg Merunoso uepseHo B 100 ml eramon wmm
METaHOIL.

3.17. PazrBop Ha GpPOMOKpe30II0BO 3erteH0: pasrsapsT ce 100 mg 6poMoxpe3omoso 3eneHo B 100 ml eTaHON i MeTaHON.

3.18. Pazrop Ha GopHa kucemvta (10 g/l—40 g/l B 3aBucumMocT OT M3MONI3BaHATa allAPaTypa).

Korato eKBMBAaNeHTHMAT IyHKT ce Ompeferns MO KOMOPUMETPUUEH METOJ, MHIMKATOPHHUTE Pa3TBOPU C METUIIOBO
yepBeHO M OPOMOKPE3ONIHO 3e/eHO ce 100aBAT KbM pasTBopuTe Ha OOpHA KucenmHA. AKO € IpurotseH 1 juThp
pasrBop Ha GOpHA KuMCETNMHa, ey KOPUTMpaHeTo Ha obeMa ce HoOaBsT 7 ml MHIMKATOPEH PasTBOP HA METUIOBO
yepBeHo (T. 3.16) u 10 ml pasrBop Ha OPOMOKPE3OIHO 3eNieHo (T. 3.17).

B 3aBucuMoct OT u3non3saHata Boma, pH Ha pasreopa Ha GOpHA KMCENMHA MOXKE [1d Ce Pa3nuuaBa B PasiMuHUTE
naprugu. pH Ha pasrBopa Ha GopHa KucenuHa TpsiOBa na Obme Mexny 4,3 u 4,7. Yecto e Heo6XOOMMO 1a Halpasy
KOPEKLIISI C MAITbK 00eM aJIKaJIHO BELIECTBO, 3a [Ia Ce MOy HANeXIHa [Ipa3Ha mpoba

3abeneskra: obapsHero Ha okomo 3 ml mo 4 ml NaOH (r. 3.11) 8 1 nursp GopHa kucemuua ¢ koHueHTpamms 10 g/l
0OMKHOBEHO OCUIypsiBa I0Opa KOpeKLysi. Pa3TBOPBT ce ChXpaHsiBa Y CTailHA TeMIEPATypa 1 Ce Ma3u OT
CBET/IMHA ¥ M3TOUHMLI HA AMOHSIYHM Iapyt [10 BpeMe Ha CbXPAHEHNETO.

3.19. Conua KucenuHa, crannaprer obemen pasreop, c(HCI) = 0,10 mol/l.

3abeneskra: Morar [ja ce M3IMO3BAT IPYTM KOHLEHTPALMM C APYro o0eMHO ChoTHomeHye (1. 3.5, T. 3.6, T. 3.7, T.
3.10, 1. 3.11 u 1. 3.19), aKO ce HampaBy CHOTBETHA KOPEKLMs NPy M3uMCIsBaHeTo. KoHueHTpauunTe ce
VM3IIMCBAT BUHATY C YETMPHM 3HAKA CTIef IeCETMYHATA 3areTast.

4. Amnaparypa

Anaparypara crepa f1a Gblie OIXOJISIIA 33 M3BAPSIBaHe, IECTIUIALWS M TUTPYBAHE IO IpoLefypara Ha Kemmat,
5. IIpouemypa

5.1. Wseapasane

Ormepsa ce 1 g ot mpobara ¢ Touroct o 0,001 g u mpobata ce mpexBbpIIs B KOnOaTa Ha amapata 3a M3BapsiBaHe.
TMpubassr ce 15 g kanues cyndar (r. 3.1), MOIXONALIO KOMMUECTBO Katanuzatop (1. 3.2) (ot 0,3 mo 0,4 Memen (IT)
oxenn v ot 0,9 mo 1,2 g menen (1) cyndar nenraxunpar), 25 ml capxa kucermua (1. 3.4) u ako e HeoOXomMMo,
HSIKOIIKO TpaHymu nem3a (T. 3.12) u ce pasObpKBa.

Kon6ara ce HarpsiBa ITbpBOHAYaHO OABHO, KATO OT BpeMe Ha BpeMe Ce 3aBbpTa, JOKATO CHIBPXKAHMETO Ce OBBITIN U
ISHATA M34YE3HE; CIIEN TOBAa CE HAIPsBa IO-MHTEH3VMBHO, IIOKATO TEYHOCTTA 3AIOYHE HENPEKbCHATO [a KUIINL
HarpsiBareTo e MOIXOJIAIIO, aKO BPSIIIATA KMCEMMHA Ce KOHICH3MpA M0 CTeHuTe Ha Konbara. Cremy ce CTeHuTe [ He
TIperpesiT ¥ KbM TAX [a He IIPUIIenBaT OPTaHMUHM YacTULI.

Koraro pa3TBOPBT C€ I/I36I/ICTpI/I " CTaHE 6HCIIOSCHCH, MpOIbIIZKaBa a C€ Bapy OIIE 1IBa Yaca, CIIEM KOETO CE€ OCTaBs Ha ce
OoxJ1agn.

5.2. Hecmunayug

BrymarertHo ce 106aBst IOCTATBYHO BOMA, 34 1a CE OCUTYPH IIBIHO pasTBapsiHe Ha cyndarute. Ocrasst ce 1a ce OXJIamm 1
CIIef] TOBa ce MPMOABAT HAKONKO IpaHymy LUMHK (T. 3.3), ako e Heobxommmo. [leitcTsa ce copen T. 5.2.1 wu 1. 5.2.2.

5.2.1. Hectunauus B cipHa KucelnmHa

B chOnparenHara konGa Ha amapara 3a IECTUIIALIS CE TIOCTABS TOYHO M3MEPEHO KOMMUYECTBO OT 25 ml csipHa KucennHa
(r. 3.5) v (1. 3.7) B 3aBUCUMOCT OT IPENIIONIAraeMOTO ChIIbP>KaHMe Ha a30T. [I00aBAT ce HAKOJIKO KaNKy MHIMKATOP
METHIIOBO YepBeHo (T. 3.8).

Kon6ara, B KOSTO ¢ MPOBENEHO M3BAPSBAHETO, Ce CBbP3BA K'bM XJIaJHNMKA HA IECTMIIALMOHHMS amapaT M M3XOIBT Ha
XJafHMKA Ce TOTAIls B TEYHOCTTA B ChOMpaTeNHaTa Konba Ha [rpnbounHa moxe 1 cm (BX. 3a0enexka B T. 8.3). basHO
ce mcumsar 100 ml pasteop Ha Hatpues xumpokcui (T. 3.9) B Konbata 3a u3BapsisaHe, Oe3 3ary6a Ha aMOHSIK (BXK.
3abertexka B T. 8.1). Konbara ce Harpsipa, IOKATO aMOHSIKBT Ce AeCTUIMPA.
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5.2.2.

5.3.

5.4.

6.1.

Hectunaums B 6opHA KMCeNMHA

Korato TMTpyBaHeToO Ha CHIbPKAHMETO HA aMOHSK B ECTMITATA CE OCHLIECTBSABA PHUHO, CE IIPMIIara ONMcaHaTa o-Ioy
npouenypa. Korato gecTmnauyoHHNAT MOJIYII € HaITbIHO aBTOMATU3MPaH 1 BKIII0UBA TUTPYBAHETO Ha ChIbPXKaHMETO Ha
aMOHSIK B JIECTHITATA, CE CIEABAT MHCTPYKLUMUTE HA IIPOM3BOMIMTENIS 32 paboTaTa Ha IeCTUIALIMOHHMS MOMIYIL.

Tocrasst ce cxbuparerta konba, B kosTo uma 25 ml—30 ml pasrsop Ha 6opHa kucermmua (1. 3.18), mon m3xona Ha
XJaJHNMKA 10 TAKbB HAYMH, Y€ M3XOIHATA TPBOA [1a € IO[l PABHULIETO Ha M3IMIIHOTO KOMYECTBO PasTBop Ha OopHa
kucermHa. Hacrpoiisa ce mectwnmatyoHHusT Momyn na momasa 50 ml pasreop Ha Harpues xumpookcud (T. 3.9).
TecTUnaLMOHHMAT MOIYI Ce IycKa B [eIiCTBUE B CHOTBETCTBUE C MHCTPYKLMMUTE HA MPOM3BOIUTENS M Ce eCTUIIpa
AMOHSIKBT, OTHENeH My J00ABSHETO Ha PasTBOpAa Ha HATPMeB XMAPOOKCH. HecTaTbT ce chOupa B IpyeMaius
pastBop Ha OopHa KucermmHa. Kommuectoto Ha mecTiiata (BpeMeTo Ha [CCTWNIALMS HA [ApuTe) 3aBUCH OT
KOJIMYECTBOTO a30T B npobarta. CIIeNBaT ce MHCTPYKUMITE Ha TIPOU3BOIMTENISL.

3abeneskra: B TOJTyaBTOMAaTNUYHUTE OECTVIIAUMOHHN MOIYIN HO6HB}IH€TO Ha M3IMITBKAa OT HATPUEB XMOPOOKCHUI U
JeCTUIalnATa Ha mapuTe € M3BbpLIBAT ABTOMATUYHO.

Tumpysate

Heiictsa ce cnopen T. 5.3.1 mmu . 5.3.2.

CspHa KucenmHa

V3MMIIHOTO KOMMYECTBO CSpHA KMCENMHA B chOMpatenHaTa Konba ce TUTPyBa ¢ PasTBOP OT HATPHEB XMIPOKCHUI (T.
3.10 wm 1. 3.11) B 3aBMCMMOCT OT KOHIEHTPAIVMATA HA M3ION3BAHATA CSIPHA KMCEMHA, HOKATO Ce AOCTMIHE
€KBMBAJIEHTHU MyHKT.

bopHa xucennHa.

CbIbpKaHMETO Ha CHOMpaTenHaTa Konba ce TUTPYBa ChC CTAHIAPTEH 0OeMEH Pa3TBOp Ha CONHA KucenmHa (T. 3.19) mm
ChC CTAaHIAPTeH o0eMeH Pa3TBOp Ha CSPHA KicenyHa (1. 3.6), KaTo ce 13non3sa 6lopeTa 1 ce OTYMTA KOMYECTBOTO HA
U3NOMN3BaHNSA TUTPALIMOHEH areHT.

Korato ce n3nos13sa KonopuMeTpuueH MeTOf 33 ONpeNelisiHA Ha eKBUBATICHTHYLSI IYHKT, KpaiiHaTa TOUKA € IOCTUTHATA,
KOTaTo B CHIBPKAHMETO Ce MOSIBM ITbpBaTa po3osa crena. [lokasanmsra or Groperata ce otuntar ¢ Touoct 1o 0,05
ml. Moxe [1a ce MOONOMOTHE BU3yaM3alysTa HA eKBUBATICHTHIUS IHKT Upe3 M3IION3BAHETO HA OCBETeHAa MAarHMTHA
ObpKaNKa WM GOTOMETPIYEH IETEKTOP.

Tosu Npolec MOXKe fa ce IpOBEC aBTOMATUYHO, KaTO CE M3IMOJI3Ba OECTMIIATOP Ha MApPUTE C aBTOMaTMUHO TUTPYBaHE.

Hp]/[ pa60Ta C KOHKPETECH OeCTUIaTop i ]]eCTI/I]'[aTOp/ TUTPATOP C€ CIIENBAT YKa3aHMATA Ha IIPOU3BOOUTEILA.

3abeneskra: Korato ce M3M0I3Ba aBTOMATU3MPaHa CICTEMA 3 TUTPYBaHe, TUTPYBAHETO 3a[0YBA BEIHArA CIIEM HAYaI0To
Ha [IeCTUITALIATA U Ce M3ION3Ba Pa3TBOp Ha OopHa kucemuHa (1. 3.18) ¢ KoHueHTpaums 1 %.

Korato ce m3nonspa M3LAIO aBTOMAaTM3MpaHa HECTMIIALNSA, aBTOMATMUHOTO TUTPYBaHE Ha aMOHsAKAa MOXe @a ce
OCBIIECTBHM CBILIO TaKa 4pe3 OMNpeNersaHe Ha eKBMBATICHTHMA IyHKT KaTO Ce M3IOT3Ba CUCTEMA 3a MOTEHLMOMETPUUHO
onpenensHe Ha pH.

B To3u cryuait ce u3nomnssa asTomMatideH Tutpatop ¢ pH-Mersp. pH-MeTbpbT ce Kanubpupa npasuiHo B obxsara ot pH
4 o pH 7, xato ce crnensat oOnuaitHuTe T1a00paTOpHM IpoLedypy 3a Kanmbpupaxe Ha pH.

EKBMBarNIeHTHMAT NMYHKT Ha TUTpyBaHeTo Ha pH e mocturHar, koraro pH mocturne croitHoct 4,6, KaTo ToBa € Hau-
BICOKATa TOUKA Ha KPMBATA Ha TUTPYBaHe (MHQIEKCHa TOUKa).

Tecm ¢ npasta npo6a

3a 1a ce MOTBBPIM, Y€ peareHTUTE He ChIBPXKAT a30T, Ce M3BBPIIBA KOHTPONCH TeCT C Mpa3Ha mpoba (u3BapsiBae,
mecTyutaLms v TMTpyBaHe) ¢ 1 g 3axaposa (1. 3.14) Bmecto ¢ npoGara.

U3uncnsasaHe Ha pesynraTure

M3uncnssaneTo ce M3BbPILBA B CHOTBETCTBME C T. 6.1 mim T. 6.2.

W3uucngsane na mumpyeanemo 6 ceomeemcmsue ¢ m. 5.3.1.

ChbIIbPKAHNMETO HA CYPOB IPOTENH KATO MPOLEHT OT TEIIOTO Ha [IPobaTa ce IpecMsiTa M0 CIIeHaTa opMyIIa:
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(Vo - V1) x ¢ x0,014 x 100 x 6,25
m

KBJIETO:
Vo = e 06emsT (B ml) Ha NaOH (1. 3.10 mm 1. 3.11), n3mon3sax B Tecta ¢ npasHara npoba.
v, = ¢ 06emsT (B ml) Ha NaOH (1. 3.10 wm 1. 3.11), M3MON3BaH IpM TUTPYBAHETO Ha PObaTa.
c= e KoHueHTpauysta (8 mol/l) Ha Harpues xunpokenn (1. 3.10 wm . 3.11).
m= € TernoTo (B g) Ha mpobara.

6.2. M3uucngsarie na mumpyeanemo 6 ceomeemcmeue ¢ m. 5.3.2.

6.2.1. TurpysaHe cbc CONTHa KMCENMHA

CbIbpKAHMETO HA CYPOB MPOTEMH KATO MPOLIEHT OT TErJIOTO Ha IpobaTa ce IMpecMsiTa 1o CrieHaTa popMya:

(V1 -Vg) xex14%625

m

KBIIETO:
m= € TernoTo (B ) Ha YacTTa OT Ipobara 3a aHamm3;
c= e KoHIeHTpauysta (8 mol/l) Ha crannmapTHIST 0OeMeH pa3TBOp Ha cspHa KyicenuHa (1. 3.19);
Vo = ¢ 06emsT (B ml) Ha conHaTa KMCENMHA, M3MO3BAHA [IPY AHAIIN3a Ha IIPa3HaTa mpoba;
V= e 06emsT (B ml) Ha conHaTa KMCeNMHa, M3MO3BaHa [IPY AHANM3a Ha YacTTa OT IpobaTa 3a aHasu3.
6.2.2. TutpyBaHe cbc csipHa KucenmHa

ChbIIbPKAHNMETO HA CYPOB IIPOTENH KATO MPOLIEHT OT TErTIOTO Ha [IPoDaTa ce IpecMsiTa M0 CIeHaTa QopMyIIa:

(V1 -Vg) xex2,8%6,25

m

KBIETO:

m= € TernoTo (B ) Ha YacTTa OT Ipobara 3a aHamm3;

c= e KoHueHTpauysTa (B mol/l) Ha cranmaptHus oGeMeH pasTBOp Ha CApHA KMCemnHa (T. 3.6)

Vo= ¢ 06eMbT (B ml) Ha csapHata KucenyHa (1. 3.6), M3MO3BaHA PV aHAIM32 HAa KOHTPOJIHATA ITpoba

V, = e 06embT (B ml) Ha csapHata KucenuHa (1. 3.6), M3MON3BaHA IPY aHANKM3a Ha YacTTa OT mpobaTa 3a aHaNu3
7. IIpoBepka Ha MeToTa
7.1. Ilosmopgemocm

Pazrykara MeXIIy pesynTaTuTe OT [Be MapaselIHM ONpEHeNsTHNs, M3BbPLICHM C eIHA M Chblla mpoba, He TpsiGBa mia
TIpeBMILIaBa:

— 0,4 % xato abCOMIOTHA CTOIHOCT IPH ChIbpKaHKe Ha CypoB mpotenH mog 20 %;
— 2,0 % oT no-BucoKara CTOMHOCT, 3a ChIbpKaHKe Ha cypoB npoTeuH oT 20 % o 40 %;

— 0,8 % kato abCOMIOTHA CTOMHOCT Py ChIbPKAHNE Ha CYpoB MpoTenH Har 40 %.

7.2. Be3npoussodumocm

Paznukara MEXIYy pe3ynTaTUTE OT OBE OIPENEIIAHNS, U3BBPIIEHN C €0Ha U ChllA np06a B pasnn4yHu na60paT0pl/m, HE
Tpﬂ6Ba 1a HaBuIlaBa:

— 1,8 % kaTo abCONIOTHA CTOMHOCT NP ChIbPKAHME Ha CYpoB poTeyH 1ox 20 %;
— 9,0 % ot no-BucokaTta CTOMHOCT, 3a ChIbpKaHMe Ha cypoB npoTeuH oT 20 % go 40 %;

— 3,6 % kaTo abCONIOTHA CTOMHOCT IIPY ChIbPKAHVeE Ha CYpoB IPoTenH Han 40 %.
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7.3. Tounocm

AHanmu3bT (M3BapsBaHe, NECTUNALNS 1 TUTPYBAHE) Ce M3BBPIUBA C IOIXOMSIIO KOMMYecTBO ateTaHumuA (1. 3.13) (namp.
01 0,2 10 0,3 g) B mpuchcTBMETO Ha 1 ¢ 3axapo3a (1. 3.14); 1 g aueranuun koHcymupa 14,80 ml csipHa KucenuHa (r.
3.5). AHanuTiuHMAT 106MB TPsAOBa A 6bie moHe 99 %.

8. 3abenexku

8.1. Anapatypara Tps6Ba ma Obme OT pbueH, MOIYaBTOMATMUEH MM ABTOMATMUEH THUI. AKO amaparypatra M3NCKBa
IIPeXBbpIISIHE MEXIY eTalTe Ha M3BapsIBAHE M JECTUIIALIS, [IPEXBBPILIHETO TpsAOBa 1a ce u3Bbpuim Oe3 3aryba. Ako
Konbara Ha JeCTVSIALMOHHMS amapar He e cHaOmeHa ¢ JenuTeNHa QyHys, HATPUEBUST XUIPOKCHT ce T00aBs BeHara
TpeNyt CBbP3BAHETO Ha KONOATa C XITAHNMKA, KaTO TeYHOCTTA Ce M3CUIBA GABHO 110 CTEHATA.

8.2. AKO 13BapsIBAHOTO BEIIECTBO Ce BTBBPAM, ONPEMENHETO ce MOBTAapsl C MO-TOJIeMM OT yKa3aHuTe B T. 5.1. KomdecTsa
CsIpHa KucenuHa (T. 3.4).

8.3. 3a TMPOIYKTH C HUCKO ChIbPXKAHME Ha a30T 00EMBT Ha CAPHATA KMCeNMMHaA (T. 3.7), KOITO TpsOBa 1a ce MOCTAaBM B
cpOMparTerIHaTa Korba, Moxe [a ce Hamalu, ako e Heo6xomammo, 10 10 mmu 15 ml u ma ce momrsmnuu mo 25 ml ¢ Boa.

8.4. 3a pyTMHHM aHANM3M MOIAT NIa Ce M3MOJ3BAT aNTepHATMBHM METOHM 3a ONpeHeNsHe Ha ChAbPKAHUETO Ha CYpoB
IIPOTEVH, HO pedepEeHTEH ¢ ONMCAHMSAT B HACTOSILATa YacT B Meron Ha Kennan. EkBuBaneHTHOCTTa MEXIy pe3yiTaTure,
TOITyHeHy ¢ antepHatiHus Metof (Hanp. DUMAS), u pesynrarute, IOTyueHy ¢ pegepeHTHISI MeTox, TpsioBa 1a Obe
IIOKa3BaHa MOOTHENTHO 3a BCAKA MAaTpuua. Thil KaTo pe3ynTaTyTe, MONYYEHM C aNTepPHATMBHMS METOM, IOPY M CIIel
IpOBepKa Ha eKBMBANIEHTHOCTTA, MOTAT JIEKO [1d Ce Pa3lMyaBaT OT Pe3yNTaTuTe, MOIYUEHU C PedepeHTHUs METOH,
HEoOXOIMMO € [1a Ce 0CoUN B IIPOTOKONIA OT aHaNM3a KOIi METONI 33 ONpefesisIHe Ha CYPOB IIPOTEHH € M3IIOM3BaH.

I. OIIPEOEIISAHE HA KAPBAMUIL

1. Llen n o6xBar

HacrosiumsaT MeTon [aBa Bb3MOXKHOCT [a Ce ONpefeny ChIbPKAHMETO Ha KapOamum BbB QypaxuTe 3a NMPeKMBHU
KVBOTHIL

2. IpyHumn

Tpobara ce cycneHmmpa BB Bona ¢ yu3buctpsiut arent. Cycrensusira ce ¢uurrpupa. ChIbp>KaHUeTo Ha KapOamuy BbB
dunrpara ce onpenens cnen nobasiHe Ha 4-muMeTunamuHOGeH3anmexun (4-DMAB) upe3 n3MepBaHe Ha ONTHYHATA
IUTBTHOCT NPY IBIKMHA Ha BbiHaTa 420 nm.

3. Pearentu

3.1. PaztBop Ha 4-mMMernnamuHOOeH3anexu: pasreaps ce 1,6 g¢ 4-DMAB B 100 ml 96 % eranon u ce mo6asst 10 ml
COIHA KMcenmHa (pyo 1,19 g/ml). Tosn peakTyB ce ChxpaHsBa Hail-MHOTO [1Be CEIMILIN.

3.2. Pazrop Ha Kapes I: 21,9 g umnkos anerar Zn(CH;COO), 2H,0 u 3 g Ge3BofHa oLeTHa KICEIMHA Ce PasTBapsT BbB
Boma. [ombnsa ce go 100 ml ¢ Boma.

3.3. Pazreop Ha Kapes II: pasrapsr ce BbB Boma 10,6 g kanues dpepoumanun K,Fe(CN)g 3H,0. Homsnsa ce go 100 ml ¢
BOTIA.

3.4. AKTHBEH BBITICH, KOifTO He abcopbupa Kapbamuy (ma ce mposeph).

3.5. Pazrop Ha kapGamuz ¢ koHuentpauyst 0,1 % (w/v).

4. Amnaparypa

4.1. Cwmecnren (6apaGareH): npubnmsntenHo 35—40 rpm.

4.2. Enpyserku: 160 x 16 mm, cHabneny ¢ ummupoBaHyt CThKIICH! 3allyLIalKi.

4.3. CriekTpogoTOMETHP.
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5. Ilpouenypa

5.1. AHanus Ha npobama

Tpeternar ce ¢ TouHoct o 1 mg 2 g ot mpobara 1 3aemHo ¢ 1 g akTUBEH BbINEH (T. 3.4) ce MOCTABAT B MEPUTENHA
xorba ¢ BmectuMoct 500 ml. oGassr ce 400 ml Boma u 5 ml pasrsop Ha Kapes I (r. 3.2), pas6bpksar ce B
IPOIBIKeHNe Ha 0KOI0 30 ceKyHIM 1 ciiel Koero ce mobassr 5 ml pasrsop Ha Kapes II (r. 3.3). Paamecsar ce B
IPOIbIKEHNE Ha TpUeceT MMHYTH B GapabaHHus cMecuTen. [lombiiBa ce DO MapKara C BOMA, paskiauia ce M ce

duntpupa.

Baumar ce 5 ml ot npospaunute Ge3uBeTHM GUITTPATH, MOCTABSAT Ce B eMPYBETKM C MUTMOBAHY CTHKIEHN 3aIIyLIANKY,
mobaest ce 5 ml pasrsop Ha 4-DMAB (1. 3.1) u ce pasmecsa. [IoCTaBsT ce empyBeTKuTe BbB BOIHA OaHs mmpu
20 °C (+/— 4 °C). Cnier meTHameceT MUHYTH CbC CIEKTpOPoTOMETHp Mpy 420 nm ce u3MepBa ONTUYHATA UTHTHOCT Ha
npobHytst pastop. CpaBHsIBa ce C KOHTPOJIHYSL Pa3TBOP Ha PeareHTuTe.

5.2. Kanubpayuonna rpusa

Baumar ce obemu ot 1, 2, 4, 5 u 10 ml or kapGamumnus pasteop (1. 3.5), MOCTABAT Ce B MEPUTETHM KOJOU C
smectuMoct 100 ml u ce momsnear mo Mapkara ¢ Boga. Baumar ce mo 5 ml or Beeku pastsop, moGassr ce 5 ml
pastBop Ha 4-DMAB (1. 3.1) KbM BCeKM OT TSX, XOMOTEHM3MPAT CE M CE M3MEpBa ONTMYHATA INTBTHOCT, KAKTO €
YKa3aHO II0-TOpe, KaTo Ce CPAaBHSBAT C KOHTpOIeH pasrBop, chmbpxam 5 ml 4-DMAB u 5 ml Boma, kosto He
chIbpKa Kapbamum. TlocTposisa ce KanuOpaLoHHaTa KpyBa.

6. WsuncnsBane Ha pe3ynTaTure
Ornpemenst ce KOMMUECTBOTO KapOammit B mpobarta, KaTo ce M3MON3Ba KaMOPaIOHHATa KPUBa.

PesyrTaTbT ce M3passisa B MIIMIPaMyt KapOaMit Ha KITorpam mpoba.
7. Ouenka Ha MeTONA

7.1. ITosmopgemocm

Pasnukara MEXMY pE3yNTaTUTE OT JIBE ONPENEAHNS, 3BbPIICHN C €IHA U ChIlId np06a, B €IHa U Chblla na6opaTopnﬂ n
OT €VH ¥ CbUI ONepaTop, HE TpH6Ba Ja HaJIBuIIaBa:

— Ilpn 420 nm
— 50 % ot mo-BuCOKATa CTOHOCT, 3a ChIbpPKaHNe Ha KapOamup ot 3 000 mg/kg no mo-manko or 5 000 mg/kg.
— 25 % ot no-BicoKara CTOIHOCT, 3a ChIbpxKaHue Ha kapbamun or 5 000 mg/kg no no-manko or 7 000 mg/kg;
— 20 % ot mo-B1COKATA CTOIHOCT, 3a ChIbpKaHMe Ha KapGamun Hax 7 000 mg kg wmm noseue;

— Ilpn 435 nm
— 40 % oT 10-B1COKATA CTOIHOCT, 33 ChIbpKaHue Ha kKapbamu ot 3 000 mg kg no no-manko ot 5 000 mg/kg.
— 25 % ot no-BiMCOKaTa CTOIHOCT, 33 ChIbpKaHMe Ha Kapbamun or 5 000 mg/kg no no-manko or 9 000 mg/kg.

— 5 % OT Mo-BMCOKATA CTOIHOCT, 3a ChIbpKaHue Ha KapOamun Hag 9 000 mg/kg mnu noseue;

7.2. Besnpousgodumocm

Pazukata MeX[Oy pesynTaTuTe OT [BE ONPEHESIHMS, U3BBPUIEHM C €OHA ¥ Chlja Ipoba B pasmuHK
11a60paTOPNI M/ WITH OT Pa3iMYHK OIIEPaTOPH, He TPSIOBA [1a HalBIILIABA:

— Ilpn 420 nm

— 3000 mg/kg, Kato abCOMIOTHA CTOIHOCT Mpy ChIbpKaHMe Ha KapOamun ot 3 000 mg/kg mo mo-Mainko or
12 000 mg/kg;

— 4500 mg/kg, kato abCoNMIOTHA CTOIHOCT Py ChIbpKaHMe Ha Kapbamuz ot 12 000 mg kg mnu noseye.
— Ilpn 435 nm
— 50 % or no-BicoKara CTOIHOCT, 3a ChIbpxKaHue Ha kapbamun or 3 000 mg/kg mo mo-masko or 8 000 mg/kg.

— 25 % OT I0-BICOKATA CTOIHOCT, 3a ChIbpKaHue Ha KapGamua ot 8 000 mg/kg wm noseue;
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8. Pe3yiraru OT CbBMECTHO M3CIIE[IBaHe

Bere opranusipaHo MexmynabopaTtopHo chroctasiHe B pamkute Ha EC, B KoeTo B3exa yuactye 18 naboparopu. Iler
TOTIOKMTENHM TIPOOM OT KOMOMHMpaHH QypaxXy 3a HPeXMBHM KMBOTHM (B Tabmyium 1 u 2, Hapyuarnm MAT) Gsixa
aHamu3MpaHu (B paMKuTe Ha 1 aHa/myu3) MOCPENCTBOM HEM3BECTHM 3d OMeEpaTopa MapaenHu mpobu, a emuH
KoMOMHMpaH ¢ypax Oe3 M0OaBKI, 33 IPEKMBHY KMBOTHY, Oeliie MOIOXEH Ha HOKPATeH aHAIN3.

V3umcrennsTa 3a rpaHMINTE Ha MOBTOPsIEMOCT (r) 1 BB3Mpon3BoamMocT (R), KakTo ca ompefeneHn B MeXKIyHaPOIHNUTe
HACOK, 6s1xa M3BBPIIEHM CTIefT [PeMaxBaHe Ha OTKIIOHSBALMTE Ce CTOMHOCTY C IIOMOLITA Ha aHA/N3 Ha BAPUALIMNTE Ha
BAJIMIIHNTE CTOHOCTIL

Pesyntatite OT M3UMCICHMSTA HA [IOKa3aTelMTe 3a OLEHKA HA METONA (TIOBTOPSIEMOCT, BB3IPOM3BOIAMMOCT) ca
TIPEMICTABCHM B CTIeHATa Tabmmua: B HiKost OT m3crenanuTe mpobu, BRITFOUMTENHO BbB Qypaxa 6e3 qobaBki, He Osxa
OTKpUTH (asTLIMBI TOTIOKMTETTHY UM asILVBI OTPULIATEITHI PE3YIITATH.

Tabauya 1
XapakTepuCTHKM 32 OlIEHKa Ha e(eKTMBHOCTTa HA METOIA 3a KapOamun, u3Meperu mpu \ = 420 nm BB BCHYKM
MaTepuanmu
MAT 2 MAT 5 MAT 3 MAT 4 MAT 6
Osue T'osema Osue Osue Tosema
Llenesa Macosa vact (mg kg™) 3000 5000 7001 9036 11000
Cpenta macosa yact. (mg kg™) 4241 6993 7830 9962 12071
CTaHmapTHO OTKJIOHEHME Ha 1141 1303 985 994 1711
BB3IPOM3BOIMMOCTTA Sy (mg kg™!)
CranpapTHO OTK/IOHEHME Ha 723 601 549 712 737
noBTOpsieMocTTa S, (mg kg!)
OTHOCUTENHO CTaHIAPTHO 27 19 13 10 14
OTKJIOHEHME Ha
BB31Ipon3sonumoctta RSDy, (%)
OTHOCHTENHO CTaHZAPTHO 17 9 7 7 6
OTKJIOHEHME Ha MOBTOPSIEMOCTTa
RSD, (%)
'pannia Ha BB3IPOM3BOIMMOCT, R 3195 3649 2759 2784 4790
[R = 2,8 x SR]
['panuia Ha IOBTOPSEMOCT, T 2024 1684 1536 1994 2064
[r=2,8 xs]
Tabauya 2
XapakTepuCTHKM 32 OLIEHKa Ha eeKTMBHOCTTA Ha METONA 32 KapOaMuf, u3MepeHu npu A = 435 nm BB BCUUKK
MaTepyanmu
MAT 2 MAT 5 MAT 3 MAT 4 MAT 6
Osue ToBena Osue Osue Tosema
LleneBa Macosa vact (mg kg™) 3000 5000 7001 9036 11000
Cpenta macosa yact. (mg kg™) 4101 6467 7890 10062 11 642
CTaHgapTHO OTKIIOHEHNE Ha 706 1194 675 745 1378
BB3MPOM3BOIMMOCTTA Sk (mg kg™?)
CTaHJapTHO OTKIIOHEHME Ha 570 628 613 196 167
ToBTOpsieMOCTTa S, (mg kg™!)
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9.1.

9.2.

9.3.

2.1.

()
0)

OTHOCUTENHO CTaHAPTHO 17 18 9 7 12
OTKJIOHEHMe Ha
BB3Ipon3Bonumoctta RSDy, (%)

OTHOCUTENHO CTaHIAPTHO 14 10 8 2 1
OTKJIOHEHME Ha MIOBTOPSIEMOCTTA
RSD;, (%)

I'pannia Ha BB3IPOM3BOIMMOCT, R 1977 3344 1889 2087 3859
[R = 2,8 x SR]

'pannia Ha IOBTOpAEMOCT, T 1596 1759 1715 549 467
[r=2,8x5]

3abenexkn

B cryyait Ha chbpKkaHue Kapbamuy Ham 3 %, mpo6ara ce Hamansiea 10 1 g My ITbPBOHAYATIHMST PA3TBOP ce pazpexia
TaKa, ue Ja He ChIbpKa noseue or 50 mg kapbamun B 500 ml.

B ciyyaii Ha HMCKO CbibpxaHMe Ha KapGammi, mpo0ara ce yBelyuyasa JOTOraBa, OKATO Ce MOTYYM NPO3PAYeH U
OestBeTeH PuiTpar.

TOpHUTE pe3ynTaT! OT CHBMECTHUTE M3IUTBAHNS HE NIOKA3BAT 3HAUNMTENHA PAsiMKa B TOYHOCTTA MEXKILY M3MEPBAHMATA
Ha KapGamup nipu 420 nm u npu 435 nm.

. OIPELEIAHE CbIBbPKAHMETO HA AMUHOKVCEITMHY (BE3 TPUTITOQAH)
MeropuTe 3a aHAIM3, KOUTO CIIEOBA [IA Ce M3MOJ3BAT 3a OIpeerisiHe Ha amuHoKucenuHu (6e3 Tpunrodan), ca:
— EN ISO 13903 Qypazxu — Onpenensse Ha ChIIbPKaHUETO HA AMUHOKMCEIMHY,

— EN ISO 17180 Qypaxku — OmpenensHe Ha JIM3MH, METUOHUH U TPEOHMH B ThPTOBCKM aMUHUKMUCENUHHM
TIPOTYKTY U TpeIBapuTeNHy cMecy (mpemMukcny) (%),

— METOITBT 3a aHanu3, omucad B T. 1 n 10 mo-Hagony.

Ilen u o0xBaT

Hacrosmmsar MeTof cryxy 3a ONpeHensiHe C IOMOIITAa Ha aHANM3aTOp 33 AMMHOKMCEIMHM Ha CBHIBPKAHMETO Ha
CBOOOIHM (CHHTETVYHM M €CTeCTBEHM) AMMHOKMCENIMHM U Ha OOIIOTO ChIbPXKAHNME Ha aMVHOKVCETVHY (y4acTBaIy B
IeNTUIHA BPH3KA M CBOOOTHM) BHB (ypaxHMTE CYPOBMHM, B KOMOMHMpAHMTE Qypaxy M B MPEMUKCUTE, KOWUTO
cbabpxKatT nof 10 % (°) o Bcsika aMMHOKMCenHA. METOIBT e MPUITOXKMM 3a CeIHITe aMMHOKMCENMHI: LUCT(e)UH,
METHOHVH, JIM3UH, TPEOHVH, allaHVH, aPIYHMH, acTaparyiHoBa KVCETIMHA, IITyTAMMHOBA KMCENMHA, IUINH, XMCTUINH,
V30JIEBLMH, JIEBLIH, QeHMUITANaHNH, IPOIIVH, CEPYH, TUPO3VH 1 BaJIMH.

MeTombT He MO3BONISABA A CE HalpaBy pasrpaHNYEHNE MEXKY COJIMTE Ha aMMHOKMCEIMHNUTE M HE MOKE [1a pasiinun D-
"n L-(l)OpMI/I Ha ammHOKucenuHuTe. Toil He Baxku 3a OIpefeisiHe Ha ChbIbPKaHNETO Ha TpI/Il'[TO(I)aH MM Ha XUOPOKCU
AHAJIO3/ HAa aMMHOKMCEIIMHUTE.

IpyHumn

C80000HU aMUHORUCEAUHL

CBoGONHNTE AMMHOKMCETMHM Ce VM3BIMYAT C Pa3peleHa CONMHA KMCETMHA. VI3BMeueHNTe MapaserHo C TSX a30TUCTH
MAaKpPOMOJIEKYNM Ce YTasBaT CbC CSAPO-CATMUMIOBA KNMCENMHA M OTCTPAHSBAT —IOCPENCTBOM  QUITpUpaHE.
(Qunrpuparnar pasreop ce xopurmpa mo pH 2,20. AMMHOKMCENMHWTE Ce OTHENST MOCPENCTEOM HOHOOGMEHHA
Xpomatorpadust 1 ChbIbPXKAHMETO MM Ce ONpefesist OCPEICTBOM HIHXMIPMHOBA Peakiysi ¢ GOTOMETPUYHO OTYMTaHE
npu 570 nm.

Meronbr 3a aHanus, npemsuues B EN 17180, e mpuer 3a antepHaTMBeH MeTON 3a LeNMTe HA OQUUMAIHMS KOHTPOIN 3a ONpefesisiHe Ha
aMVHOKMCEIMHY BB (ypaku, ChIbpKAIIM Hall 10 % aMIHOKMCETMHM.

MeTombT He € BaMAMPaH NOCPEICTBOM CBMECTHO M3IUTBAHE 3a IIPEMIUKCH, ChIrbpaKay Haj 10 % ¢ypaxuu nobasku. Hesasucumo ot ToBa, Toit
¢ TPWIOKKMM ¥ 33 Te3M MATPUL, C HONXOMSIINTE MMUHUMATHY M3MEHEHMS, NPY YCIOBME e BIIOCTENCTBME Oble BaIMIMPaH B CHOTBETHATA
naboparopust. 3a gombiHuTeNHa nHpopmatms BX. https://ec.europa.eufjrc/en/eurl/feed-additives/authorisation.
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2.2.

3.1.

3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

3.8.

3.16.2.

3.16.3.

O6ujo cedBpsRAHUE HA ANUHORUCENUHU

Tpouerypara, Kosito wwe Gbae 130paHa, 3aBUCH OT BUIA HA AMUHOKMCENMHNUTE, KOUTO ce m3cnensar. Lucr(e)unsr u
METMOHUHBT TpsibBa 1@ OBOAT OKMCIEHM CHOTBETHO 1O LACTEMHOBA KUCENMHA M METMOHMH CYNQOH Ipemy
xunpornuzarta. TUPOSMHBT TpsiOBa [a ce OMpedeNs B MPONYKTM OT XMOPOMM3ATa B HEOKMCIeHM mpobu. Bemuku
OCTaHany aMmHOKMcenyHy, u3dpoern B T. 1 (Len u o6xsat), morar na ObOaT ONpeeeHy KaKTo B OKMCIICHNTE, Taka U
B HEOKMCIIEHNUTE POOH.

Oxucnennero ce u3pbpiBa npu 0 °C cbe cMec OT NEepPOKCUMPaBYCHA KICENMHA M GeHOI. VIBMUIIBKBT OT OKUCITUTENHUS
peareHt ce pasrpaxua ¢ Harpues gucyngur. [Ipobara, HE3aBUCMMO Hasy € OKMCIIEHA MM HEOKICIIEHa, Ce MOMUIara Ha
XMIPOIIM3a CbC CONMHA Kucenmua (T. 3.20) B mpombixenye Ha 23 yaca. [IpoIyKThT Ha XMIPONM3ATA Ce KOPUTMPA 1O
pH 2,20. AMMHOKMCENVMHNTE Ce OTHENAT MOCPENCTBOM HOHOOOMEHHA XPOMATOrpadust 1 ce OMPENENAT MOCPENCTBOM
HUHXMIPUHOBA Peakuust ¢ poToMeTpuyHO orunrane npu 570 nm (440 nm 3a nponuxa).

Pearentu

TpstOBa 1 ce M3MON3Ba IBOJHO [ECTMIIMPAHA BOIA VUM BOTA C PABHOCTOIMHO KauecTBo (poBommMoct < 10 pS/cm).
Bomopones npekuc, w (w/w) = 30 %.

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

Denon.

Harpues nucyndur.

Harpues xumpokcum.

Huxumpar Ha 5-cynocanmimioBaTa KUCeNyHa.

Conua KucenmHa, WIsTHOCT npubmsurenHo 1,18 g/ml.

TpuHaTpyeB UMTPAT AMXMAPAT.

2,2’-TUONMETaHOIT (THOMIMUIITMKOI).

Harpmes xnopun

Hunxunpun.

Tlerponen etep, ouanasoH Ha Kunene: 40—60 °C

HoprepimH 1 opyro chelHEHMe, NOAXOMSAIIO 33 U3MO3BAHE KaTO BHTPEIIEH CTaHIapT.

Tazoo6paseH asot (< 10 ppm kucnopon).

1-okranon

AMVHOKVICEIHM.

CraHIapTHM BelIeCTBA HA AMMHOKMCENMHUTE, mocodeHn B Touka 1 (Llen u o6xsat). XuMMUUeCKH YMCTH CheAMHEHUS,
KOWTO He CHIbpPXKAT KPUCTANM3aLMoHHa Boma. [Ipemyt ymorpeba ce m3cymat BbB Bakyym Hag P,Os mm H,SO, B
IpoIbKeHye Ha 1 cemMuia.

LincrenHoOBa KucenmHa.

MetuonuH cyngoH.

Pa3rBop Ha HaTpueB xugpokcny, ¢ = 7,5 mol/l:

PastBapsr ce 300 g NaOH (1. 3.5) BbB BOHA 1 Ce JOITBIIBA € BOTA A0 1 JIUTH.

Pa3rBop Ha HaTpues xuapokcyd, ¢ = 1 mol/l:

PastBapsr ce 40 g NaOH (r. 3.5) BbB BozIa 1 ce IOITbIIBA C BOTA 10 1 MUTBHP.

Pa3TBOp Ha MpaBueHa KyceriHa U (eHOI:

Cwmecsar ce 889 g MpaBueHa kucermHa (1. 3.2) cbc 111 g Boma u ce mobassr 4,73 g deron (1. 3.3).
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3.20. Cwmec 3a xumponu3a, ¢ = 6 mol HCl/l, combpakama 1 g ¢peHon Ha mursp:

Hobaes ce 1 g peron (r. 3.3) kem 492 ml HCl (1. 3.7) u ce momsnsa ¢ Boxa 1o 1 uthp.

3.21. Cwmec 3a excrpakums, ¢ = 0,1 mol HC/l, comppzkama 2 % tuonurmukon: B3emar ce 8,2 ml HCI (r. 3.7), paspexmar ce ¢
okono 900 ml Bona, moGassr ce 20 ml Tnomurimkon (r. 3.9) u ce momsiBa ¢ Boga 10 1 murbp (1@ He ce cMecar
IMPEKTHO BemecTsata B T. 3.7  T. 3.9).

3.22. 5-cyndocanmuminosa Kucenvua 8 = 6 %:

Pazreapsr ce 60 g 5-cynocanuumiosa KucenmmHa (T. 3.6) BbB BOIa M Ce HOITBIIBA C BOA 1O 1 UTHP

3.23. CMec 3a OKMCIIsIBaHE (IIEPOKCUMPABYCHA KUCETMHA 1 YEHON):

Cwmecgar ce 0,5 ml Bomopomen mpekuc (r. 3.1) ¢ 4,5 ml pastBop oT MpaBueHa Kucenumua u peHon (T. 3.19) B Manka
OexepoBa vamra. VIHkyOmpa ce mpm Temmeparypa 20 °C—30 °C B mpombixeHne Ha 1 uac, 3a ga ce obpasysa
IepPOKCUMPABYEHA KICENMHA, CTIell KOETO Ce OXJIAXNa B JeneHa BonHa 6ams (15 min) npenu aa ce no6asu KbM mpobara.

Buumanne: [1a ce n304rBa KOHTAKT C KOXKara I a ¢€ HOCM 3alUTHO 00IEeKTIO.

3.24. Lutparen Gydepen pasrsop, ¢ = 0,2 mol Na'/l, pH 2,20:

PazrBapsr ce 19,61 g Harpues urpar (1. 3.8), 5 ml tnomurmukon (r. 3.9), 1 g ¢enon (r. 3.3) u 16,50 ml HCI (r. 3.7)
B npubmsurenHo 800 ml Boma. CroitHocrTa Ha pH ce perymmpa Ha 2,20. Hombisa ce o 1 | ¢ Boga.

3.25. BydepHu pa3ropu 3a OTMMBaHE, IPUTOTBEHN B CHOTBETCTBIE C YKA3aHSTA 33 M3IION3BAHILS yper 3a aHamu3 (T. 4.9).
3.26. HuHXMIpuHOB peareHT, MPUTOTBEH B CHOTBETCTBME C YKA3AHVATA 32 M3MOJI3BAHMA Yper, 3a aHamus3 (T. 4.9).

3.27. CraHmapTHM Pa3TBOPY Ha aMMHOKMCENVHY. Te3y pa3TBopy ce CbXpaHsBaT Ipy Temmepatypa nog 5 °C.

3.27.1. VI3XomeH cTaHIapTeH pa3TBOp Ha aMMHOKMcenyaM (1. 3.16.1).

¢ = 2,5 pmol/ml or Besika B conHa KucemnmHa.

Morar fa 6'1)]1&T KyII€HU B ThPTOBCKaTa Mpexa.

3.27.2. VI3x0IeH CTaHIapTeH PasTBOp Ha LUCTEMHOBA KMCEIMHA M HA METUOHMH CyNQoH, ¢ = 1,25 pmol/ml.

Pazrapsr ce 0,2115 g umcrentosa kucemmua (1. 3.16.2) u 0,2265 g mernonns cynoH (1. 3.16.3) B uurparHus
Oy¢epen pasrop (1. 3.24) B rpamympana konba ot 1 muTbp U ce HOmbIBa O TO3K 06eM ¢ uuTpater Gydeper pasrBop.
Ia ce chxparsisa mog 5 °C He noeve ot 12 mecena. To3u pasTBop He ce M3MOJI3BA, AKO M3XOIHUAT CTAHIAPTEH PAa3TBOP
(1. 3.27.1) cbIbpKa LMCTEMHOBA KMCETMHA ¥ METHOHNH CYTIQOH.

3.27.3. VI3xoleH CTaHmApTeH pa3TBOp Ha BLTPELIHNS CTAHIAPT, Hamp. HopesuyH, ¢ = 20 pmol/ml.

Pazreapsr ce 0,6560 g Hopnesuu (1. 3.13) B unrpartus Gydeper pasrsop (3.24) B rpamynpana Kkonba u ce HOIbIBa
1o 250 ml ¢ uutparen 6y¢eper pasrsop. da ce cbxparssa mox 5 °C He moBeye OT 6 Mecela.

3.27.4. KanuGpauyoHeH pasrBop Ha CTAaHIAPTHM AMMHOKMCEIMHM 3a ynotpeba ¢ xumponusature, ¢ = 5 nmol/50 pl
LIMCTENHOBA KVCENMHA U MeTHOHMH cynou u ¢ = 10 nmol/50 pl 3a gpyrure amuuukucenmen. Pasrsapsr ce 2,2 g
HaTpues xopup B Gexeposa yama (T. 3.10) ot 100 ml B 30 ml uutparen 6ydepen pastsop (T. 3.24). Hobassr ce
4,00 ml m3xomeH craHgapreH pasTBop Ha ammHOKMcenmHM (r. 3.27.1), 4,00 ml u3xomeH craHmapTeH pasTBOp Ha
LIMCTEMHOBA KMCENMHA UM METHMOHMH cynoH (T. 3.27.2) u 0,50 ml u3xomeH cTaHmapTeH pasTBOP HA BHTPELIHMS
cTaHAaprT (1. 3.27.3), aKo ce n3nomnssa Taxbs. Kopurupa ce no pH 2,20 ¢ Hatpues xumpokcns (1. 3.18).

Tpexebpiist ce B rpamyupana konba or 50 ml, momrsisa ce 1o mapkara ¢ uutpareH Gydeper pasrsop (T. 3.24) u ce
pasobpKBa.

Ha ce cpxpanssa non 5 °C He moseye oT 3 Mecela.

Bx. cpwo 3a6emexka 9.1.

3.27.5. KanuGpauyoHeH pasTBop Ha CTAHIAPTHY aMUHOKMCEIMHY 3a YroTpeGa ¢ IPUTOTBEHN B CHOTBETCTBHE C TOUKa 5.3.3.1
XUIPOIM3ATH U 3a ynoTpeda ¢ ekcrpakTy (r. 5.2). KanubpalmoHHUAT pasTBOp e MPUTOTBS B COTBETCTBHUE C T. 3.27.4,
HO He ce J00aBsi HATPUEB XITOPU.

Ma ce cpxpansisa nox 5 °C He moBeye oT 3 Mecella.
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4.1.

4.2.

4.3.

4.4.

4.5.

4.6.

4.7.

4.8.

4.9.

5.1.

5.2.

Amnaparypa
O6nompHHa Komnba ¢ 06eM 100 mmy 250 ml, cHaOneHa ¢ 06paTeH XITamHUK.

[me or 6opocunykarHo crbkiio or 100 ml ¢ BuHTOBa Kamauka ¢ ryMeHa/TeuioHOBa rapHmrypa (Hamp. Duran,
Schott), koeTo Moxe 1a ce M3MON3BA B ML

Tlew ¢ mpuHyAMTENHA BEHTUITALIMS U TEMIIEPATyPeH PErynaTop ¢ TOYHOCT MO-BMCOKa oT + 2 °C.
pH-MeTbp (Tpu 3HaKa crel meceTMYHATa 3ameTast).

Membpanen ¢unrsp, 0,22 pm.

Lentpodyra

PoTalmoHeH BakyyMeH M3IapuTerL.

MexaHn4Ha KIaTauHa MallyHA WM MarHuTHA GbpKarnka.

Ypen 3a aHamu3 Ha amuHOKMcenmuHM wim ypen 3a HPLC ¢ jloHoOMeHHa KOJIOHA, YCTPOVICTBO 33 HMHXMIPUH,
CITEAKONIOHHA JIepUBATU3ALINS ¥ POTOMETPUUEH JICTEKTOP.

KoroHara ce 3airbiiBa cbC CynQOHMPaHN MOMCTUPEHOBH CMOIIM, KOMTO MOTAT [ OTHEISAT AMUHOKMCEIIMHITE eIHa OT
[Ipyra ¥ OT OPYIM BEWIECTBA, Pearyipaliy MOMOXKUTEHO Ha HUHXMOpuH. Lmpkynaumsra Ha OyepHus pasrsop 1 Ha
HUHXUIPMHOBYS PeareHT ce OCUIypsiBa OT NOMIIM C YCTOMYMBOCT Ha TMOTOKa OT + 0,5 % 3a Lienus nepyuon, BKII0YBall
KAaKTO CTaHIAPTHOTO BpeMeTpaeHe Ha KanmOpupaHeTo, TaKa 11 M3BbpIIBAHE HA aHAN3a Ha IIpobara.

Ilpy HAKOM ypemy 3a aHANM3 HAa AMVHOKNMCETMHYM MOXKe [Ia Ce M3MON3Ba XMAPONM3HA MpOLEHypa, NP KOSTO
XUIPOJIM3ATET € C KOHUeHTpauust Ha Hatpuit ¢ = 0,8 mol/l u chobpxa msU1aTa OcTaTbYHA MpaBYEHA KUCEMHA OT
erala Ha OKMCIsABaHeTo. [pyIM Yypemy He OCMIYpSIBAT 3aJOBONIMTENIHO OTHEIIHE HAa HAKOM  OINpefenieHN
AMVHOKMCEIINHY, aKO XUIPOJIM3ATHT ChIbPXKA W3IMIIBK OT MPABuUeHA KMCENMHA V[N BUCOKM KOHLEHTpALMM HA
HATPMEBN JOHM. B TO3M CTyuail KOMMUYECTBOTO HA KUCENMHATA Ce HAMAIISABA Ype3 M3mapeHne 1o npubmmntenso 5 ml
cIiell XMOPOIM3aTa M IIpeny KOpPUIMpaHe Ha KUCENMMHHOCTTA. M3mapeHMero ce M3BBpILIBA BbB BaKyyMHA Cpela Ipu
makcumyMm 40 °C.

Ipouenypa

TTodzomosra Ha npobama

IpoGara ce cMuIa, Taka e 1@ MOXe [ia ipeMuHe 1pe3 cuto ¢ oreopu 0,5 mm. [Ipobure ¢ ronsima BIaXHOCT TpsOBa aa
Ce M3CyLIAT Ha BB3AYX Ipyu Temieparypa Hait-Muoro 50 °C wim upes nuoduimsaums npeay cMwiatero. [Ipobure ¢
BICOKO ChIbp>KaHNMe Ha MACTHY BEIIECTBA Ce eKCTPAXVpAT C TeTporieH erep (T. 3.12) mpean cMUITAHETO.

Onpedenate na c80600HU AMUHORUCEAUHU

Tperterns ce ¢ Touroct 1o 0,2 mg NOAXOAAILO KonuuectBo (1—>5 g) or momrorseHara npoba (r. 5.1) B KOHyCOBUIHA
xorba 1 ce gobasst 100,0 ml ot cMecra 3a excrpakuys (t. 3.21). PasObpksa ce mmu ce pasMecsa B IIPOIbIIKEHIE Ha
60 min ¢ MexaHNYHA KIAaTayHa MAIIMHA WM C MATHUTHA ObpKaska (Touka 4.8). OCTaBs ce CEMMMEHTDT MIa Ce yTau
1 10,0 ml or cynepHaranTa ce crara ¢ murera B Gexeposa yama 100 ml.

Karo ce pa3bbpksa, ce fobasst 5,0 ml pasreop Ha cynocanuupnosa KucenmHa (T. 3.22), 1 ¢ IOMOIITA Ha MaTHUTHATA
ObpKarka pa3ObPKBAHETO MPOIbIKABA owe 5 min. CynepHATaHTST ce GUITPUpa WM LEHTPOPyIMpa, Taka ue 1a He
ocTaHe HyKakBa yraitka. [loctassr ce 10,0 ml or momyuenns pasrsop B Gexeposa yama 100 ml u ¢ Hatpues
xumpokeut (1. 3.18) ce kopurupa pH mo 2,20, npexBbpiis ce B MepuTerHa Konba ¢ Momxomsiut 06eM, KaTo ce M3I0N3Ba
uutpateH Oyeper pasrsop (T. 3.24) u ce mombBa 10 IHITHNS 00eM ¢ GydepHus pasteop (T. 3.24).

AKO ce M310113Ba BBTPELIEH CTaHIapT, ce 1o6asst 1,00 ml or brpemnust cranmapr (r. 3.27.3) 3a sceku 100 ml or
KpaitHis Pa3TBOP U Ce JOIBIIBA IO IBIHMS 00eM ¢ Oydeprus pasreop (. 3.24).

[IpMcThIBa ce KBM eTana Ha XpoMmatorpauisita B COTBETCTBIE C TOUKA 5.4.

AKO eKCTpaKTHUTE HSIMA [1a Ce M3IIONI3BAT NPe3 ChIMsI [IeH, Te TPsiOBa [1a ce ChXpaHsIBaT Ipu Temmeparypa mox 5 °C.
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5.3. Onpedengte Ha 06UOMO ROAUUECTBO AMUHORUCEAUHU

5.3.1. OxucnspaHe
[perernsr ce ¢ Touroct mo 0,2 mg Mexny 0,1 u 1 g ot nonrorseHara mpoba (1. 5.1) BbB:
— obnomrbHHa Kos0a ¢ 06eM ot 100 ml (r. 4.1) 3a okTputa Xugposnusa (r. 5.3.2.3), umm
— obrnonbHHa Kontba ¢ 0bem 250 ml (r. 4.1), aKo ce M3MCKBA HICKA KOHLEHTpALyst Ha Hatpuil (1. 5.3.3.1), mm
— umme or 100 ml, cHaGneno ¢ BMHTOBA Kamauka (Touka 4.2) (3 3aKpyTa XMOPOIN3a, T. 5.3.2.4).
TpeterneHara yact oT npo0ara TpsiOBa fa chIbpka okono 10 mg asot 1 He noseye ot 100 mg Brara.
Kon6ara/mmmero ce crara B neneHa BogHa 6arst u ce oxnaxna no 0 °C, gobassr ce 5 ml ot cmecta 3a okucisiBate (T.
3.23) u ce pa30bpKBA C MOMOIUTA HA CTHKIIEHA IUMATYNAa ChC 3aKpMBeH BPbX. Kombara/umimero, B KOATO[KOETO ce
HaMMpa IIMNATyIaTa, ce 3areyaTBa XepMeTHUHO ¢ GVIIM, BOIHATA OaHs ChC 3aleyaTaHus ChY Ce CNara B XIAIWIHUK TIPY
0 °C u ce ocraBs 3a 16 gaca. Creg 16 yaca ce M3BaXHa OT XNaIMIHMKA M M3IMIIHMAT OKMCIIUTEIEH PEAreHT ce

pasrara upes noGasie Ha 0,84 g Hatpues mucynur (1. 3.4).

[IpucrenBa ce KbM pouenypara  T. 5.3.2.1
5.3.2. Xunponusa

5.3.2.1. Xumponuza Ha OKuCIeHUTe pody

KbM okucrienata npoGa, NONroTBeHa B choTBercTBye ¢ T. 5.3.1 ce mo6asst 25 ml oT cmecta 3a Xupponmsupase (r.
3.20), KaTO Ce M3MMBAT BCSKAKBY OCTATBL OT NPO0ATA, MONEMHAIIN [0 CTEHNMTE Ha CIA U LIMATYIIATA.

Cropen u3non3BaHaTa IIpoLeypa 3a XUIPOIM3a ce NMPOLEOMpa B CHOTBETCTBME C Ipouenypara B T. 5.3.2.3 wm B T.
5.3.2.4.

5.3.2.2. Xnmponu3sa Ha HeoKMCTeHuTe Ipobu

B obnonbrHa Konba ¢ 0bem 100 ml mmm ot 250 ml (r. 4.1) wnu B wmme ot 100 ml ¢ BuHTOBa Kanauxa (1. 4.2) ce
npererysr ¢ Tousoct 1o 0,2 mg Mexny 0,1 u 1 g or nomrorsexara npoGa (r. 5.1). Iperernenara uact or npobara
TpsbBa 1a chabpxKa oKono 10 mg asor. BauMarenHo ce moGassar 25 ml or cmecta 3a xumpormsa (1. 3.20) u ce
cmecsar ¢ npobara. ITporenupa ce B CbOTBETCTBYE C IPOLEAypaTa BT. 5.3.2.3 wm B T. 5.3.2.4.

5.3.2.3.  Otkpura Xugponusa

obasst ce 3 CTBKIEHNM TOMYETa KbM CMECTa B KONOaTa (IIPUroTBeHa B ChOTBETCTBME C MPOLeypara B T. 5.3.2.1 wim B
T. 5.3.2.2) u ce Bapu ¢ o6paTex XIATHNK ¥ NPV [IOCTOSIHHO OTHETISHE Ha MeXypueTa B IPOIbKeHye Ha 23 vaca. Crien
IPUKITIOYBAHE HAa XMIPOJIN3ATa, XNAIHUKBT ce M3mIakea ¢ 5 ml murpaten Gydepen pasrsop (1. 3.24). Konbara ce
OTKaya M Ce OXJIAXKNA B JlelieHa OaHsL.

[Ipouenupa ce B choTBETCTBME C T. 5.3.3.

5.3.2.4. 3aTBOpeHa XMAPOIN3a

[nmero ¢ npuroTBeHata cpImacHo T. 5.3.2.1 umu 1. 5.3.2.2 cMec ce nocTass B cymunas (T. 4.3) mpu 110 °C. 3a ma ce
u30erHe MOKauBaHe Ha HATATAHETO (IIOPaIV OTIEIIAHETO Ha ra3000pasHy BEIIECTBa) U 3a [1a ce MPENOTBPATH M36YXBaHe,
Ipe3 IbPBYS Yac BUHTOBATA KAIlayKa Ce [IOCTaBs BbPXy I'bPIIOTO Ha Chia Oe3 ga ce 3aTBaps. [a He ce 3aTBapsi CHOBT C
Kamaukata. ClIell elVH 4ac CbIBT Ce 3aTBapsl C Kamaukata M ce OcTaBst B cyunmisra (r. 4.3) 3a 23 uaca. Creg
IPUKITIOYBAHE Ha XMIPOJIM3ATa, MMIIETO Ce M3BaXNa OT CYIIMITHATA, BHUMATEITHO Ce OTBApsI KallayKaTa Ha IIMIIETO U
TO Ce cJ1ara B JiefieHa BofHa 0ans. OcTass ce Ia ce OXJIajy.

B 3aBucuMoct or mpouenypara 3a Kopurupade Ha pH (1. 5.3.3), CbIbpXAHMETO HA IIMIIETO KONMYECTBEHO Ce
npexpbpist B Gexeposa wama ot 250 ml ummn B obnomsHHa k0102 ot 250 ml, Kato ce m3non3Ba uuTpateH Oydepen

pastop (1. 3.24).

IIpouenupa ce B CHOTBETCTBME C T. 5.3.3.
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5.3.3.1.

5.3.3.2.

5.4.

Kopurupane na pH

B 3aBMCHMOCT OT TOJIEPaHTHOCTTA Ha ypella 3a aHANIM3 Ha aMMHOKMCENMHM KbM HaTpuii (1. 4.9), kopurnpasero Ha pH
Ce U3BbPILBA B CHOTBETCTBME C T. 5.3.3.1 mmm ¢ 1. 5.3.3.2.

3a xpoMarorpadckut cuctemn (. 4.9), KOUTO M3MCKBAT HICKA KOHUEHTPALS HA HATPUIL.

Tpenopbusa ce Ha ce M3MOM3Ba BHTPELIEH M3XONEH CTAHIAPTeH PastBOp (T. 3.27.3), KOraTo ce M3MON3BAT ypeay 3a
aHATM3 Ha aMVHOKVICEIIVHM, M3MCKBALM HYUCKY KOHIIEHTPALMI Ha HATpuit (KOrato TpsiOBa fa ce Hamasm oOeMbT Ha
KUCENMHATA).

B To3m cnyl{a]?[ Hpe[I]/l I/IBHapeHI/ICTO KbM anponmsaTa ce HO6aBHT 2,00 ml oT B'prCI_IIHI/ISI uU3XoneH CTaH]IapTeH paSTBOp
(r.3.2.7.3).

Hobassr ce 2 Kanky 1-okTaHON (T. 3.15) KbM IONyUeHNMs B CHOTBETCTBHME € T. 5.3.2.3 miut T. 5.3.2.4 Xupgpornusar.

Karo ce u3nonssa porauyoHet usnapuren (r. 4.7), oGemsr ce Hamansisa go 5—10 ml BbB Bakyym mpu 40 °C. Ako
CITy4aitHO 0GEMBT € HaMareH Ha O-MaJKo oT 5 ml, Xunponu3arsT TpsiOBa [1a ce M3XBHPIM U aHATIM3BT [ Ce IOBTOPM.

Kopurmpa ce pH mo 2,20 c pasrsop Ha HaTpueB XumpoKcum (T. 3.18) M ce MpUCTBIIBA KbM M3ITBITHEHMETO HA
npouenypara B T. 5.3.4.

3a BCUUKM [IPYIV YPeay 3a aHaJM3 Ha aMUHOKMceTnHN (T. 4.9)

Bsemar ce nonyuenute B CbOTBETCTBME € T. 5.3.2.3 mim T. 5.3.2.4 XUIpONM3aTy M YaCTUYHO CE HEYTPAIIM3UPAT, KaTo
BHJMMATEIIHO Ce J00aBsIT Ipu HemnpekbcHato Gbpkare 17 ml pasrsop Ha HatpueB xumpokcup (r. 3.17), xato ce
TapaHTHpa, Ye TeMIepaTypara He ce nokaysa Ham 40 °C.

Kopurupa ce pH no 2,20 npu craitHa TemnepaTypa, KaTo ce M3MOJI3Ba pasTBOP Ha HaTpueB XuApokcud (T. 3.17) n
HAKpas pa3TBOp Ha HaTpues xugpokcun (1. 3.18). [IpucTbnsa ce KbM Mpolenypata B T. 5.3.4

[lpoben pasrBop 3a xpomarorpadus

Xuppormumsarst ¢ Kopurnpano pH (r. 5.3.3.1 wmm 1. 5.3.3.2) ce mpexBbpiisi KOMMYECTBEHO C NOMOIITA HA LMTPAaTeH
Oydepen pasteop (1. 3.24) B rpamympana konba or 200 ml u ce momsnBa g0 MapkupoBkata ¢ GygepeH pasrsop (r.
3.24).

AKo He e 611 M3MONI3BaH BBTPELLEH CTaHapr, ce gobassr 2,00 ml or ByrpemHys cranmapr (r. 3.27.3) u ce AOMbIBA JO
mweitHust 00eM ¢ uutpaten Oydeper pasteop (1. 3.24). CTapaTelHO ce pa3Mecsa.

TTpucThiiBa ce KbM €Tama Ha XpoMaTorpadusra B ChOTBETCTBHUE C TOUKA 5.4.

AKo IIpoOHNUTE Pa3TBOPH HsIMA 1A Ce M3CIIENBAT B ChIINS JIeH, Te TPsiOBa 1a ce ChXpaHsBaT mpy temnepatypa non 5 °C.

Xpomamozpadcro uscnedsare

Ipenu 3amouBaHe Ha XpOMATOrpadCcKOTO M3CIEBAHE €KCTPAKTBT (T. 5.2) MIM XUAPONM3ATHT (T. 5.3.4) ce 3aTOMA [0
craiiHa Temmepatypa. CMecra ce pasKIiaiia 1 MOIXOMISIIO KOIMUECTBO OT Hesl ce GuuITpupa 1pes MeMOpaHeH QuiITbp ¢
pasmep Ha orsopure 0,22 pm (1. 4.5). IonyueHusiT OuCTHP pasTBOp ce MOMNIAra Ced TOBA Ha JOHOOOMEHHA
Xpamatorpadusi, KaTo ce M3MOM3Ba YPell 38 aHaN13 Ha aMMHOKMCENNHH (7. 4.9).

BrpbcKBaHETO MOXKe T1d Ce U3BBPUIM PHUHO MITM aBTOMATUUHO. BaXHO € B KOMIOHATA 33 aHATIM3 [IA Ce TOCTABS EHAKBO
— ¢ TouHoct o + 0,5 % — KONMUECTBO CTAHAPTEH ¥ MPOOEH pasTBOp, OCBEH KOIATO Ce M3MOJI3BA BBTPELICH
CTAHJIAPT, ¥ CHOTHOLIEHNETO MEXKIy HATPWSI M aMMHOKMCEIIMHY B CTAHIAPTHYS U B NMPOGHUS pasTBOp Ha € TOJNKOBA
61M3KO0, KOJIIKOTO € Bb3MOXHO.

Tlo mpyHLMIL, YecTOTaTa HAa KanMOPOBbYHMTE ONEPALIMN 3aBUCK OT CTAOMIHOCTTA HA HMHXMIPUHOBUS PEAreHT M OT
aHanmMuHata cuctema. CTAHIAPTBT MM M3CIIENBAHATA MPo0a ce Pa3pekaT ¢ uTpateH Oydeper pastsop (1. 3.24), Taka
e NIKOBATA [UIONI Ha cTaHmapta aa Osme ot 30 mo 200 % or mikoBaTa IIIOL Ha AMMHOKMCEIIMHATA Ha IpobaTa.

Xpomarorpadusita Ha aMUHOKICEIVHUTE Bapypa JIeKO CIIOPEN THIA Ha ypela 3a aHaIu3 1 CIIOPEf M3IOM3BaHATa CMOTIA.
M3non3Banata cucTema TpsOBa Ja € B ChCTOSIHME [Id OTHENM aMMHOKMCEIMHMTE €IHA OT [Ipyra M OT BELIECTBa,
pearupamiy MONMOXMTETHO HA HMHXMAPMH. B paboTHuMst muamasoH Ha xpomatorpadckara cucrema TpsOBa ma ce
HabmoaBa JMHElHA 3aBUCHMOCT CIIPSMO IPOMSIHATA HA KOINMYECTBATA AMMHOKMCENMHM, KOMTO Ce BbBEXIAT B
KOJIOHATa.
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Ilpn xpomatorpadckisi eTanm Ha aHanM3a Ce MPUIIATaT CHOTHOIIEHMSATA MEXMY Hall-HUCKMTE M Haii-BUCOKMTE
CTOVMHOCTH, CIIOMEHAaTM TO-IONy, NpM YCIOBME UYe Ce AHATM3MPa EKBUMONIAPEH pasTBOp (Ha ONpefessHuTe
aMMHOKMCeNnHN). EKBMMOMapHIsIT pasTop TpsiOBa ma ChIbpPXA Hal-Manko 30 % OT MaKCMMAIIHOTO KOJIMYECTBO OT
BCSIKA AMMHOKMCEITMHA, KOSTO MOXKe [a 1a Gble MPeUy3HO M3MepeHa ChC CUCTEMATa 3d aHAM3 Ha aMUHOKVCEIHY (T.
4.9).

3a pasrpaHNYaBaHETO HA TPEOHMH OT CEPUH CHOTHOLICHMETO MeXIy Haji-HUCKATa M HAil-BUCOKATA CTOWHOCT BBPXY
XpOMATOrpaMara 3a Mo-ciiabo MpefCTaBeHaTa OT [BeTe 3aCTHIIBALIM Ce AMMHOKMCENMHY He TpsiOBa a Hamsyaga 2:10.
(ako ce ompemensT camo LWCT()MH, METMOHMH, TPEOHMH M IIM3MH, HETOCTATBUHOTO pAa3rpaHMyYaBaHe Ha
IPUIPyXKABALIMTE IMKOBU CTOMHOCTM Il IMOBIMSe OTPULATENHO BbPXY ONPENEIIIHETO). 3a BCHYKM OCTAaHAIM
AMMHOKMCENMHN pasrpaHnyaBaHeTo TpsibBa fa Obme mo-mobpo ot 1:10.

Cucremara TpsiGBa [1a rapaHTHpa, Y€ NIM3MHBT CE PA3rPAHNUABA OT ,IM3MHOBNUTE apTeakT I OT OPHUTHH.

6. Wsuucnssane Ha pe3ynTaTuTe
IukoBata miom Ha mpobata ¥ Ha CTAHHApTa Ce M3MEpBA 3a BCSAKA OTHEIHA aMMHOKMCENMHA M Ce MpecMsTa
KOM4ecTBOTO X B rpaMOBe AMMHOKICENIHA Ha KIIOrpaM poba.
_ A xcxMxV
X =Fm= 1000
AKO Ce 311071384 BbTPELIICH CTAHIAPT, Ce YMHOXaBA [10: &
A= IIMKOBA IO Ha XMIPOJIM3AT MM eKCTPaKT
B= IIMKOBA IUIOLL, KAJIMOPALMOHEH CTaHIAPTeH PasTBop
C= IIMKOBA [IOBBPXHOCT Ha BHTPEILUHMS CTAHIAPT B XMIPOIIM3AT WA EKCTPAKT
D= TIMKOBA IIION, BBTPEllIeH CTAHAAPT, KamMOPauMOHeH CTaHIapTeH Pas3TBOp
M= MOIIAPHO TEITIO Ha OIIPeNeNsHATa AMOHOKHCEIHA
c= KOHIIEHTpaLys Ha cTaHmapra B pmol/ml
m = Terno Ha npobara (g) (KOpUIMpaHO, 3a [a Ce MOIY4M HAYAIHOTO TEINO, KO MPOMYKTBT € M3CYLIeH MM
00e3MacieH)
V= ml 06w xympormsar (1. 5.3.4) i ml u3uncren obur pastBoper 0beM Ha ekcrpakTa (1. 6.1)
LIMCTUHBT M LMCTEMHBT Ce ONMPENENIST KaTo UMCTEMHOBA KMCENHA B IPOIyKTH Ha XMIPONM3aTa Ha OKMCITeHa poba, HO
ce maumcrsBar kato wuctmH (CsH oN,0,S,, M 240,30 g/mol) karo ce msmomssa M 120,15 g/mol (= 0,5 x
240,30 g/mol).
MeTHOHMHBT ce Ompemeris KAaTo METMOHMH CyIOH B IPOIYKTUTE HAa XMOPOIM3aTa Ha OKMUCIIEHaTa Ipoba, HO ce
V3UNCIISIBA KATO METMOHMH, KaTo ce u3Moi3sa M Ha MernonmHa: 149,21 g/mol.
IoGaseHusT CBOOOIEH METHOHMH Ce ONPENeNIst CIIeM eKCTPAKLIs KaTO METMOHVH, KaTo 33 M3UMCIIHISITA Ce M3ION3Ba
CbOTO M.
6.1. O6umsT pastBopeH obeM Ha ekcrpaktute (F) 3a ompemensHero Ha aMMHOKMCENMHMTE (T. 5.2) ce MBUMCIISABA KAKTO
criemiBa:
_ 100 ml x (10 ml45 ml) v
F= 10 ml x 10
V= 06eM Ha KpailHys! eKCTPaKT
7. Ouenka Ha MeTONA
MeromsT beliie M3MMTAH MO BpeMe Ha MEXIYHAPOIIHO CPAaBHUTENHO M3ciensare mpe3 1990 r., ¢ M3M0/I3BaHe Ha YeTHPY
pasmydHy Buma Gypax ((pypaxHa cMecka 3a CBUHe, CMecKa 3a Opoiiiepy, IPOTEMHOB KOHLIEHTPAT, IIPEMIIKC).
3abeneskra: MetomsT Oellie M3MUTAH IO BpeMe Ha BTOPO MEXKIYHAPOIHO CPABHUTENHO M3cnemaHe mpes 2003 T.
IOCPEICTBOM HEM3BECTHM 33 OIEpaTopa MapajeiHu mpobu OT ypaxm 3a yrossaHe Ha Opoiinepy,
craprepeH ¢ypax 3a Opoitnepy, LiapeBuia, pubHO OpalHO 1 nTyye OpamHO. 3a MpyUMepy BXK. CTAHTAPT
ENISO 13903.
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Pesynrature oT cpaBHUTENHOTO M3cnenpane or 1990 1. 3a cpenHmUTE CTOMHOCTY U 33 CTAHIAPTHOTO OTKIIOHEHME CIIeN
OTCTpaHsIBaHe Ha OTKIIOHSBALIMTE CE CTOMHOCTY Ca JJajieHy B TAONMIATA B HACTOSIIATA TOUKA:

Cpennu croitnocrn B glkg

AMMHOKMCennHa
Erarnonen Matepuan
Tpeornn Lnctus/umcTent Meruonun TInsun
(Dypa}KHa CMecKa 3a CBUHE 6,94 3,01 3,27 9,55
n=15 n=17 n=17 n=13
(Dypaxna cMecka 3a Gpoitnepu 9,31 3,92 5,08 13,93
n=16 n=18 n=18 n=16
[IpoTenHOB KOHLEHTpAT 22,32 5,06 12,01 47,74
n=16 n=17 n=17 n=15
Ipemmnkc 58,42 — 90,21 98,03
n=16 n=16 n=16

n = 6poii Ha 1abopaTopuuTe, B3N yUACTHE B M3CIIEIBAHETO.

7.1. [Tosmopgemocm
[ToBTOpSIeMOCTTa Ha CPABHUTETHOTO M3CIIE[BAHe OT NPEAXOHATa TabmiLa, M3paseHa Karo ,CTaHIAPTHO 1ab0PaTOpHO
OTKIIOHEHME", € JTalleHa B Ta0MIaTa mo-MIony:
Koedumuent Ha Bapuaums (%) 3a nosropsemocrra (CV,)
AMVHOKVICENNHA
Etanonen martepuan
Tpeonnn LlncTus/umcTenH Meruonun TInsun
(Dypaxna cmecka 3a ceune 1,9 3,3 3,4 2,8
n=15 n=17 n=17 n=13
(DypaxHa cMecka 3a Opoiinepu 2,1 2,8 3,1 2,1
n=16 n=18 n=18 n=16
[IpoTenHOB KOHLIEHTpAT 2,7 2,6 2,2 2,4
n=16 n=17 n=17 n=15
[Ipemukc 2,2 — 2,4 2,1
n=16 n=16 n=16
n = 6poit Ha 1abopaTopuuTe, B3N yUaCTHE B M3CTIEBAHETO.
7.2. Be3npoussodumocm

B rabnmuara mo-mofy ca majeHM Pe3yNTaTiTe 3d CTAaHIAPTHOTO OTKIIOHEHME MEXIIy OTHENHuTe nabopatopum mpu
TOPECIIOMEHAaTOTO CPaBHUTENIHO M3CIIEIBAHE:

Koeduumenr Ha Bapuaums (%) 3a ep3nponssogumocrra (CV,)

AMMHOKVICENTMHA
Eranosen Matepuain
Tpeornn LlucTuH/umcTenH Meruonun TInsun
(Dypa}KHa CMecKa 3a CBUHE 4,1 9,9 7,0 3,2
n=15 n=17 n=17 n=13
(Dypaxna cMecka 3a Gpoitnepu 52 8,8 10,9 54
n=16 n=18 n=18 n=16
[IpoTenHOB KOHLEHTpAT 3,8 12,3 13,0 3,0
n=16 n=17 n=17 n=15
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Tpemukc 4,3 — 6,9 6,7
n=16 n=16 n=16

n = 6poit Ha J1aGOPaTOPIUTE, BIEIU YUACTHE B U3CITENBAHETO.

8. W3nonssaHe Ha €TAJIOHHU MaTepuan

TouHOTO HpuiaraHe Ha METOfAa CE MPOBEPsIBA C IOBTAPSHE HA M3MEPBAHMSATA BBPXY CEPTUGUUMPAHN ETATOHHM
MaTepuary Mpy Hanmuuye Ha Takusa. [Iperopbusa ce KanmubpupaHe chC CepTUPUIMPAH KaTMOpALMOHEH PasTBOpP Ha

AMUHOKUCEIIMHN.
9. 3abenexku
9.1. [opany pasmmumsiTa MeXIy ypenuTe 3a aHaJIM3 Ha aMMHOKMCETMHMY, 3a PhKOBOTHM Ce CUMTAT KpaitHUTe KOHIIEHTPALN

Ha KaIMOpalUMOHHUTE Pa3TBOPYM HA CTAHNAPTHYM aMMHOKMUCENMHM (BX. T. 3.27.4 u T. 3.27.5) 1 Ha IpOHyKTa Ha
XUAPONN3aTa (BX. T. 5.3.4).

IInamazoHbT Ha TIMHeHA UYBCTBUTEITHOCT Ha allapaTa TpH6Ba [1a ce IpoBepy 3a BCUUKY aMIHOKVCEIIMHN.
CTaH]I&pTHI/IﬂT PpasTBOp €€ pa3pexna ¢ UNTpAaTEH 6y(1)ep, 3a 1a MOXKe IMKOBUTE IUIOLIM [a ChBIIAOHAT CbC CpelaTa Ha

yamas3oHa.

9.2. Korato 3a aHanm3upaHe Ha XMAPONM3ATUTE Ce M3ION3Ba ODOPYNBAHE 3a BUCOKOe(EKTMBHA TeYHa Xpomarorpadus,
eKCIIePUMEHTAITHUTE YCIIOBHsI TPsiOBa a GBAT ONTMMM3MPAHM CIIOPEN IPENOPDKITE HA IPOU3BOINTEIIS.

9.3. llpy mpuiaraHero Ha MeTONA 3a KOMOMHMPAaHM (ypaxy WIIM TPEMUKCH, CHIbPKAIIM MOBede OT 1 % xmopun
(KOHLEHTpaTH, MUHepaiHy Pypaxu, HONbIBALM (ypaxKy) € Bb3MOXKHO 1a ce IOJyYaT TBbpE HMCKM CTOMHOCTY 3a
METHMOHMHA 1 3aTOBA Ce HaJlara Crielyansa o6padorka.

10. Kpurepuu 3a epexTuBHOCT

Bb3 ocHOBa Ha 0606LIeHNTe pe3ynTaTy (C M3KITIOYEHME HA THPO3UH) OT MIBeTe ChBMECTHM M3cnemsaHust (ot 1990 r.,
[ameHy B Touka 7 mo-rope u ot 2005 1., u3noxenn B cramapt EN/ISO 13903) 6sxa u3BemeHut CleaHUTEe KPUTEPUN
3 MOBTOPSIEMOCT ¥ Bb3IPOU3BOIMMOCT. Bb3MOKHO € M3BeTeHITe OT Te3y [IBe Ta00PaTOPHM MBMUTBAHMS CTOMHOCTH [1a
He ca MPYIIOKMMY 33 IMaNa3oHy Ha KOHLEHTPALVs ¥ MATPUL, Pa3iuHM OT IOCOUEHMTE.

10.1. Iosmopsemocm

Pazrikara MeX[Iy pe3yiITaTuTe OT IBE OIpENeNsHIIS, M3BPIIEHN C eIHA U Chila npo0a, B eHa 1 Chila Ta0opaTopyst 1
OT e[IMH U ChlI| OIEPaTOp, He TPsiOBA A HaJBMILIABA:

— 6 % OT Mo-BUCOKaTa CTOMHOCT, 3a O6II.IOTO KOJINYE€CTBO aMUHOKMCEIIMHA B cnyqaﬁ Ha ITIMUUH, aJIaHUH, JIM3UH,
IIPOJIVH, ITTyTaMMHOBA KMCENVHA, M30JIEBIMH M XUCTUIVH,

— 8 % OT No-BICOKATa CTOIHOCT, 32 OOLIOTO KOMMYECTBO AMMHOKNCENMHY B CIyyaii Ha TPEOHMH, QeHWIaaHuH,
METHOHMH, aCTiaparnHoOBa KVCeNHa 1 JIEBLVH,

— 10 % ot mo-BiCOKATA CTOIHOCT, 32 OOUIOTO KOMIMYECTBO aMVHOKMCENIMHIA B CITyUail Ha aPTYHVH U BAIVH,
— 12 % 0T mo-BUCOKATa CTOMHOCT, 33 OO0 KOJIMYECTBO AMUHOKMCEIIMHA CePYH,

— 15 % ot no-BucoKaTa CTOIMHOCT, 32 0010 KOJIMYECTBO aMMHOKMCEIMHA LIMCTENH.

10.2. Beanpoussodumocm

Pazukata MeX[y pesynTaTuTe OT JBE ONPEHESHMS, W3BBPUIEHM C e€OHAa ¥ Cbla npoba B  pasimuHu
1n1abopaToOpuIL MWK OT PAsIINYHM OMEPaTopy, He TPIOBA Ia HAIBMIIABA:

— 15 % ot no-B1coKaTa CTOIHOCT, 32 0OLIOTO KOMIMUECTBO AMMHOKHCETIMHI B CITyyait Ha IULMH, aTaHNH U TPEOHNH,

— 20 % OT MO-BUMCOKATa CTOHHOCT, 3a OOLIOTO KONMYECTBO AMMHOKMCENMHM B CIIyuail Ha JIM3MH, MPONIMH,
eHMITAAHIH, METHOHNH ¥ aclIaparHOBAa KICENNHa,

— 22 % ot no-BucoKara CTOIZHOCT, 3a O6IIIOTO KOJIMYECTBO aMMHOKUCEIIMHA B cnyqaﬁ Ha INTyTaMMHOBA KMCEIIHA 1
JICBLIVIH,

— 27 % OT T0-BIMCOKATA CTOIHOCT, 33 OOIIOTO KOMIMYECTBO apIMHMHOBA AMIUHOKICETMHA,

— 32 % ot no-Bucokara CTOI?IHOCT, 3a 06].L[OTO KOJIMYECTBO M30JIEBUMHOBA aMMHOKMCEJIMHA,
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— 35 % OT mo-BIMCOKATA CTOIMHOCT, 33 OOIIOTO KOMMYECTBO aMMHOKMCEIMHM B CITyUail Ha BaIyH ¥ CEpuH,
— 40 % oT mo-B1COKATA CTOIMHOCT, 33 OOLIOTO KOMMYECTBO XMCTUIMHOBA AMIHOKIICEINHA,

— 50 % ot mo-BMCOKAaTa CTOIHOCT, 3 OOIIOTO KOMMYECTBO LMCT(e)MHOBA AMMHOKMCEITMHA.

E. OIPEOEISHE HA TPUIITOQAH
MeTomute 3a aHanu3, KOUTO CIIelIBA 14 Ce M3MONI3BAT 3a ONpeNeNsiHe Ha TPUNTOdAH, ca:
— EN ISO 13904 Qypaxu — Onpenensse ChIbpKaHUETO Ha TPUITOGAH,

— METOOBT 3a aHaJIN3, OIMCAH B T. 1u9 10-HafgoIy.

Llen u o6xBaT

MeTomsT JaBa BB3MOXKHOCT Jia CE OMpeHeNar oOWmmsT 1 CBOOOIHMST TpunTogan BbB dypaxkure. MeTombT He mpasy
pasnuka mexny D- u L-popmure.

IpyHumn

3a ma ce ompemenyt oOwmsT TpuntodaH, mpobarta ce XMIPONIM3MPA B aTKATHA Cpeda C HACUTEH pasTBop Ha Oapiues
xumpokeus u ce 3arpsisa 1o 110 °C B mpomskenye Ha 20 vaca. Criel XUAponu3aTa ce NpuOaBst BETPELICH CTAHIApT.

3a ma ce omnpenenmn CBO6OHHM$IT TpI/IHTO(i)aH, npo6aTa Ce€ Nofjiara Ha eKCTpakuyMs B yMEPEHO KMCEIIa Cpefa Ipy Harmumne
Ha BBTPEILEH CTAHOAPT.

TpunTopaHbT M BBTPEUIHMUAT CTAHIAPT B XMAPONM3ATA MM B eKCTpakTa ce onperenst upes HPLC ¢ ¢nyopecienten
LIeTEKTOP.

PeareHTn
Tpsi6Ba 11a ce M3MOII3Ba ABOJHO AECTIIIMPAHA BOIIA JUTH BONA C PABHOCTOIHO KauecTBo (mpoBomumMoct < 10 pS/cm).
CTaHIapTHO BELLECTBO: TPUITOPAH (UMCTOTA/ChIbpKaHMe > 99 %), M3cyiieH BbB BakyyM Hai GocopeH IEeHTOKCHIL.

BelwiecTBO, M3MOMI3BaHO KATO BBTPELICH CTAHIAPT: (-METWI-TPUITOPAH (UMCTOTa/ChIbpXaHME > 99 %), M3CyLIeH BbB
BaKyyM Ha $pocdopeH MeHTOKCHII.

Bapues xumpokcyn oktaxumpar (saumasa ce Ba(OH),.8 H,O na He ce u3nara mpekarneHo IBIT0 Ha BB3MOYX, 33 JIa ce
usberHe obpasysanero Ha BaCO;, K0ifTO MOXKe [1a IONpeyn Ha onpefersiHeTo) (Bx. 3a0enexka B T. 9.3).

Hatpues xuppoxcun.

Oprodocdopua kucermua, w (wjw) = 85 %
CorHa KucenmHa, pyo = 1,19 g/ml.

Mertanorn, ¢ uncrora 3a HPLC

[lerponen etep, muanason Ha kunene: 40—60 °C

Pa3rBop Ha HaTpues xuapokcud, ¢ = 1 mol/l

PastBapsr ce 40,0 g NaOH (1. 3.5) BbB Bona u ce jonusa Boga (1. 3.1) mo 1 nutsp.

Cornxa kucermHa, ¢ = 6 mol/l:

Baumar ce 492 ml HCI (r. 3.7) u ce monusa Boma 1o 1 murhp.

Conna kucenmHa, ¢ = 1 mol/l:

Baumar ce 82 ml HCI (r. 3.7) u ce nonmsa Boma o 1 murbp.
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3.13. Conna kucenmmua, ¢ = 0,1 mol/l:

Baumar ce 8,2 ml HCI (r. 3.7) u ce nonusa Bona 1o 1 nutbp.

3.14. Oprodocdopra kucenuua, ¢ = 0,5 mol/l:

Banmar ce 34 ml oprodochopra kucemmHa (1. 3.6) u ce monmsa Boma (1. 3.1) mo 1 nmursp.

3.15. KoHueHtpupas pasrsop Ha tpuntoda (1. 3.2), ¢ = 2,50 pumol/ml:

B mepurenHa xon6a or 500 ml ce pasrsapsr 0,2553 g tpunroda (1. 3.2) B conHa Kucenusa (r. 3.13) u ce nombisa
I10 IBITHMS 00eM ChC COMHa Kucermua (T. 3.13). PasrBopst ce chxpanssa npy —18 °C B pOTbIKeHNe Hai-MHOTO Ha 4
CEeAMMILIM.

3.16. KOHLeHTpypaH pasTBop Ha BETPEWIHMS CTaHAapT, ¢ = 2,50 pmol/ml:

B mepurenHa kon6a ot 500 ml ce pasrsapsr 0,2728 g a-merw-tpuntodas (r. 3.3) B conua KucemmHa (1. 3.13) u ce
[OITbJIBA [0 ITBIIHMS 00eM ChC conHa kucemuHa (1. 3.13). PatBopbT ce chxpanssa mpyu —18 °C B mpombiKeHye Hait-
MHOTO Ha 4 CeIMMULN.

3.17. Kanu6pauyoHeH cTaHgapTeH pasTBOp OT TPUNTO(AH ¥ BBTPELIeH CTAHAApT:

Baumar ce 2,00 ml KoHieHTpupaH pasteop Ha Tpuntodat (T. 3.15) u 2,00 ml KOHUEHTPUPaH PasTBOP Ha BHTPEUIHUS
cranmapr (a-Merun-rpuntodan) (1. 3.16). Paspexkmar ce ¢ Boma (1. 3.1) 1 MeTaHoN (T. 3.8) IPUOMMBUTENTHO O CHUINS
06eM y1 IpUONM3UTENTHO [0 ChIIATa KOHIEHTpaLyst Ha MeTaHo! (10—30 %) KaTo Te3yt Ha FOTOBMS XMIPOIIU3AT.

Pa3rBOpBT Tps10Ba Ha Gble IPUTOTBEH HENOCPEHNCTBEHO Hpenyt ynoTpeda.

Ia ce ocurypu 3auInTa cpelly Opsika CITbHYEBA CBETIVHA IO BpeMe Ha IIPUTOTBSHETO Ha PasTBOpA.

3.18. OuerHa Kucenmua

3.19. 1,1,1-Tpuxinopo-2-MeTuii-2-1nponasorl.

3.20. Eranonmamus w (w/w) > 98 %

3.21. Pazreop or 1 g 1,1,1-tpuxiopo-2-merur-2-nponaton (r. 3.19) 8 100 ml meranor (r. 3.8).

3.22. TMomsuxHa ¢aza 3a HPLC: 3,00 g owerHa kucemyua (1. 3.18) + 900 ml Boga (t. 3.1) 50,0 ml pastsop (r. 3.21) Ha

1,1,1-tpuxnopo-2-Merun-2-nponason (r. 3.19) B Meranon (rouka 3.8) (1 g/100 ml). Croitrocrra Ha pH ce
xopurupa Ha 5,00 eranonamuH (1. 3.20). Jomsisa ce mo 1 000 ml ¢ Boma (1. 3.1).

4. Amnaparypa

4.1. O6opynsane 3a HPLC cbC CIEKTPO(ITyOpOMETPUTEH TETEKTOP

4.2. KonoHa 3a Teuna xpomarorpadust 125 mm x 4 mm, C, g, ITbIIHEX OT 3 {1, MM €KBUBAIICHTHA.
4.3. pH-mernp.

4.4. TonunpormeHosa konba ¢ obem 125 ml, ¢ uMpOKO rbpIIO U BUHTOBA KaNayka.

4.5. MemGpanen ¢unrsp, 0,45 pm.

4.6. Asrokmnas, 110 (£ 2) °C, 1,4 (£ 0,1) 6apa

4.7. MexaHn4Ha KIaTauHa MalIMHA WM MarHUTHA GbpKarnka.

4.8. Mukcep Vortex
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Ilpouenypa

TModzomosra Ha npobume

ITpoGara ce cMuIa, TaKa ye 1a Moxe [ia ipeMuHe mpe3 cuto ¢ orsopyt 0,5 mm. [Ipoburte ¢ ronsMa BaxHOCT TpsiOBa aa
Ce M3CYLIAT Ha BB3AYX Ipyu TeMreparypa Hait-Muoro 50 °C wim upes nuoduimsaums npean cMwiatero. [Ipobure ¢
BICOKO CBIbP2KaHMe Ha MACTHM BELECTBA Ce MOMUTAraT Ha eKCTPAKLYS C IIETPOIIeH eTep (T. 3.9) mpemy cMUITaHeTo.

Onpedenatie Ha c80600HUa mpunmodan (ercmparm)

Ipeternst ce ¢ TOYHOCT JO 1 Mg MOEXOmAIO KomuuectBo (1—5 g) OT momrotBeHata mpoba (. 5.1) B KOHycOBMAHA
xon6a. Ipubassr ce 100,0 ml conua kucenuna (1. 3.13) u 5,00 ml KOHLUEHTpUPaH Pa3TBOP Ha BBTPELIHMS CTAHIAPT
(r. 3.16). Pa36bpkea ce mm ce pasMecsa B IPOIbKeHne Ha 60 min ¢ MexaHMYHA KiIaTauyHa MalIMHA WM WM C
MarHuTHa ObpKarka (r. 4.7). Octasst ce CEMMMEHTBT a ce yTau 1 ¢ mumera ce npexssprst 10,0 ml or cynepHaranTa B
OexepoBa yama. [Ipubassr ce 5 ml opropocdopHa kucenvra (1. 3.14). Kopurnpa ce pH mo 3, xato ce u3monssa
HatpueB xumpokeun (1. 3.10). TlpubaBst ce HOCTAaTBUHO KONMUECTBO MeTaHon (r. 3.8), 3a ma ce MOCTHMIHE
xoHueHTpauyst Mexny 10 u 30 % meraHor B Kpaittust 0beM. CMecTa ce IPEXBBPIIS B MEPUTETHA KOI0a € MOIXOLISILY
obeM 1 ce paspexfa ¢ BOIA IO JOCTUTaHe Ha HeoOXOmMMIs 3a xpoMatorpadusra obem (MpUOMMBUTENHO eIHAKBB C
TO3Y Ha KanuOpaLMOHHNs CTaHAApTeH pasTBop (T. 3.17).

Hsikonko Muwmmnurpa oT pastBopa ce ¢urpupar mpes memOpaneH ¢untsp or 0,45 pm (r. 4.5) mpean ma Obmar
BIpbckanu B konoHara 32 HPLC. IIpucThiiBa ce KbM eTana Ha Xpomatorpauisita B COTBETCTBIE C TOUKA 5.4.

CTaHJIapTHI/IS[T pa3TBOp M €KCTPAKTUTE CII€[Ba Ha CE€ Ma3AT OT IpsKa CITbHYEBA CBETIIMHA. AKO He € Bb3MOXHO Jia ce
aHanmM3Mpar B ChIINA OEH, €KCTPAKTUTE MOIAT [1a C€ CbXPAHABAT IIPY TEMIIEpATypa 5 °C 3a Hai-MHOTO 3 JTHNA.

Onpedendatie Ha 06w Mo RoAUUECMEO mMpunmodan (xuopoausam).

Tperternsr ce ¢ Tourocr no 0,2 mg mexmy 0,1 u 1 g or nomrorsexara mpoba (r. 5.1) B monumpomnmeHoBa komnba (r.
4.4). TlpeterneHara yact ot mpobara Tpsi6Ba ma cbubpxa okoio 10 mg asor. Hobassr ce 8,4 g Gapues XUAPOKCHA
okraxumpar (1. 3.4) u 10 ml Bona. ChcraBkute ce pasmecsar ¢ Mukcep Vortex (r. 4.8) umm ¢ MarHuTHa ObpRanKa (T.
4.7). Tlokputusr ¢ TednoH MarHuT ce octasst B cMecta. CTeHuTe Ha cbia ce m3miakear ¢ 4 ml Boma. Ilocrass ce
BIMHTOBATA Karlauka ¥ Konbara ce 3aTBapst, 6e3 ma ce 3aTsra kamaukara. [IpexBbpiis ce B aBToknaB (1. 4.6) ¢ Bpsiiia Boa
u ce ocTaBst Ha mapa 3a 30—60 min. ABTOKIABBT ce 3aTBapsi M ce BKIIIOuBa Ha Temmeparypa 110 (+ 2) °C B
npombiKenue Ha 20 vaca.

[Iperyt OTBapsIHETO Ha ABTOKITABa TeMIlepaTypara ce Hamarsisa 10 Maiko mox 100 °C. 3a ga ce m30erHe KpycTany3ais
Ha Ba(OH),.8 H,O, kbM sarpsitata cmec ce npubasst 30 ml Boga cbe craiina Temmeparypa. JIeko ce paskiaua iy
pas6bpksa. [Ipubassr ce 2,00 ml or KOHUEHTPUPAHMS PA3TBOP HA BBTPEIIHMS CTAHOAPT (a-MeTwi-Tpuntodan) (r.
3.16). CbioBere ce OXITaXMaT BbB BOAA/IECHA BaHa B IPOIBIKEHME Ha 15 min.

Crnen toBa ce mpubassr 5 ml oprodochopHa xmcenmua (1. 3.14). ChIBT ce IbpKM B OXNAX[AATA BaHA U
chIbpxanneto ce Heytpammsupa cbe HCI (r. 3.11), kato ce 6bpka HenpkbcHato 1 pH ce kopurupa 1o 3,0 ¢ nomolra
na HCI (1. 3.12). [lpubasst ce [OCTaTBYHO KOMMYECTBO METAHOJL, 3a [a Ce HOCTUIHE KOHUeHTpauys Mexy 10 u 30 %
METaHOI B KpaitHus oOeM. [IpexBbpIIst ce B MepuTeNHa Konba ¢ momxomsius o6em 1 ce pa3pexkia ¢ BOA 10 JOCTUIAHE
Ha obeMa, HeobxommM 3a xpoMarorpadusra (Hampumep 100 ml). TobaBsiHeTO Ha METaHON He TPsiOBa ma MpeM3BIKa
yTasiBaHe.

Hsikonko Mummnurpa oT pastBopa ce ¢urpupar mpes memOpaneH ¢untsp or 0,45 pm (r. 4.5) mpeam ma Gbmar
BIpbckany B konoHata 32 HPLC. [IpucTbiiBa ce KbM eTana Ha XpoMmatorpausita B ChOTBETCTBIE C TOUKA 5.4.

CraHmapTHUAT pa3TBOP M XUIPOIM3ATUTE TPSIOBA [ Ce Ma3sT OT Mpsika CITbHUEBA CBETIIMHA. AKO He € Bb3MOXKHO 1a Ce
aHaIM3MPAT B CHUINS IEH, XMAPOIM3ATHTE MOTAT [Ia Ce ChbXpPaHsBAT mpy TeMneparypa 5 °C B IPOTBIIKEHNE Hall-MHOTO
Ha 3 OHK.

Onpedenate ¢ nomowyma na HPLC

Hasar ce cregHMTe YKa3aHMs 3a yCIIOBUATA Ha NPOBEKNIaHe Ha M30KPATHO eyMpaHe. MoraT fa ce M3ION3BaT M OPYTH
TIapaMeTpH, P yCIIOBHUE Ye 1aBaT PaBHOCTOMHM pe3ynTarit (BX. cbiuo 3abenexku 9.1 u 9.2):
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Korona 3a Teuna xpomarorpaduist 125 mm x 4 mm, C;s, TBITHEX OT 3 [m, WM eKBUBANIEHT (T. 4.2):
Temneparypa Ha KonoHaTa: CTaliHa TeMIiepaTypa
TonpixHa dasa (1. 3.22): 3,00 g ouerna kucemmua (r. 3.18) + 900 ml Boma (r. 3.1) + 50,0 ml

pastop (1. 3.21) Ha 1,1,1-Tpuxnopo-2- Merun-2-nponason (r. 3.19) B
MetaHon (1. 3.8) (1 g/100 ml). CroitHocrra Ha pH ce kopurupa Ha 5,00
eTanonamuH (1. 3.20). Homsisa ce no 1 000 ml cgopa (r. 3.1)

CKOpOCT Ha M3THYAHE: 1 ml/min
0610 Bpeme: npubnmusutento 34 min
IbIKMHa Ha BbIIHATa 33 OTKPMBaHe: Bp30ykmane: 280 nm, m3rbusane: 356 nm.
OGeM Ha BIPbCKBaHe 20 pl
6. U3umncnsasane Ha pe3ynTaTure

Komuuectsoto tpunroda (X) ce n3umcrssa B ¢ Ha 100 g npoba.

A XBXV]xexVoxM

X ="~ V3 % 10000 x m

A= IIMKOBA IUIONL HA BBTPENIHNs CTAHIAPT, KanMOpaIMOHeH CTaHIapTeH pasTsop (r. 3.17)

B= IMKOBA IIIOLL HA TPUNTO(AHA, eKCPaKT (T. 5.2) Wiy XMaponusar (T. 5.3)

\ obem B ml (2 ml) Ha KoHUEHTpypaHus pa3TBOp Ha TpunToda (T. 3.15), MpubaBeH KbM KamnOpaLMOHHNS
pasteop (. 3.17)

c= KoHueHTpauyst B pmol/ml (= 2,50) Ha KOHUeHTpUpaHus pasrBop Ha Tpuntodad (r. 3.15), mpubaseH KM
KanubpaioHHus pasreop (. 3.17)

V,= o6em B ml Ha pa3TBopa Ha BHTpELIHMs CTaHIAPT (1. 3.16), npubasex KbM excrpakra (1. 5.2) (= 5,00 ml)
MM KM Xuppormsara (1. 5.3) (= 2,00 ml)

C= IVMKOBA IJIOLI HA BBTPELIEH CTAHIAPT, eKCTPaKT (T. 5.2) mmy xumgpomu3ar (1. 5.3)

D= IVKOBA IUIOLI Ha TPUOTO(AH, Pa3TBOp Ha KanmGpauyokeH craHgapr (1. 3.17)

Vs = o6em B ml (= 2,00 ml) or KOHUEHTpUpAHIISI Pa3TBOP Ha BBTPELIHNMs CTAaHAAPT (T. 3.16), npubaseH KoM
KanubpaloHHNs CTAHAApTeH pa3Top (T. 3.17)

m= Terno Ha mpo6ata B g (KOPUTMPAHO, 3a [ Ce MONTyUN HAYaITHOTO TEITIO, aKO MPOHYKTHT € U3CYILIeH U/Uin
00e3MacieH)

M= MOJIEKYJTHO Terno Ha Tpunrodana (= 204,23 g/mol)

7. IosTOpsiemocT

Paznykara B pesynTaTuTe OT [IBe IApAIlelIHM ONPENEIIAHMS Ha efHa M Chlla npoba He TpsOBa ma Hamxebpnst 10 % ot
Hali-BMCOKMS Pe3yITar.

8. Peayn’ra'm OT CbBMECTHO M3CJIe[IBAaHE

Beltre opraHu31MpaHo CbBMECTHO u3crensaHe (4-To cpaBHenne) Ha pasryie EC, npu koero Tpu mpo6ut 6s1xa MOUTIOKEHN
Ha aHaimu3 B 12 nabopatopuu ¢ e cepruduiMpaHe Ha METONA 3d M3CIENBAHE upe3 XMOpoiu3a. bsxa HampaseHu 5
€IHAKBY aHAJIM3a Ha BCsiKa 1poba. PesyrrraTure ca IpejcTaBeHy B ClefHaTa Ta0smua:
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Tpotia 1 Tpo6a 2 TpoGa 3
(ypax sa coue (l)ypax;Ls_a CBUHE C 00aBeH KoHuenTpupan dypax 3a

TpUnTOdaH CBUHE
L 12 12 12
n 50 55 50
CpenHa croitrocr B g/kg 2,42 3,40 4,22
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
R [g/kg] 0,42 0,56 025
CVi [%] 6,3 6,0 22
L = Gpoit Ha TaboparopuuTe, PeNasy pesyraTu
n= Opoil Ha 3amaseHMTe MHIMBMIYAllHM PE3YNTaTH CIIell eNMMMHMPAHE HA OTKIIOHSBALIMTE CE CTOMHOCTH

(ompenenenn upes tecrosere Ha Cochran u Dixon)

S = CTaHAAPTHO OTKJIOHEHMUE Ha MIOBTOPSIEMOCTTa
Sg = CTaH[IAPTHO OTKIIOHEHNE Ha BH3IPOM3BOANMOCTTA
r= TIOBTOPSIEMOCT

= BB3IPOM3BOINMOCT
CV, = KOeQUIVEHT Ha BApUALVisl Ha TIOBTOPSEMOCTTA, %
CVy = KOEQUIMEHT Ha BApMALMSL Ha B3IIPOM3BOIMOCTTA, %

Bewle opraHu3upaHo Apyro ChbBMECTHO u3ciefBaHe (3-To cpasHeHue) Ha papumme EC, mpu xoero mse mpobu 6sixa
TOIIOXEHN Ha aHarm3 B 13 maboparopuu ¢ 1en cepTuduiMpaHe Ha MeTONA 33 eKCTPAKLYS Ha CBOOOTEH TPUITO(aH.
Bsixa HanpaBeHy 5 eHAKBY aHANM3a Ha BCsKA mpoGa. Pesynraturte ca npefcraeHy B crieqHaTa Tabmuua:

Tpoba 4 Mpota 5
C Cwmec ot mieHnua u cost (= npoba 4) ¢
Mec OT THLiCHItLa it co nobasen punrodan (0,457g/kg)

L 12 12
n 55 60
CpenHa croitHocr 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/kg] 0,018 0,048
R [g/kg] 0,050 0,134
CVx [%] 4,71 511
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L = 6poit Ha mabopatopuuTe, MPETANI Pe3yNTaTH

n= Opoil Ha 3amaseHMTe VHIMBMIYAllHM Pe3YNTaTH CIIell eNMMUHMPAHEe HA OTKIIOHSBALIMTE CE CTOMHOCTH
(ompenernenn upes recrosere Ha Cochran u Dixon)

S = CTaH[IAPTHO OTKIIOHEHME Ha MOBTOPSEMOCTTA
Sp= CTaHAAPTHO OTKJIOHEHME Ha Bb3IPOU3BOAMMOCTTA

r= TIOBTOPSIEMOCT

R= Bb3IIPOM3BOAMMOCT

Cv,= KOeUUVEHT Ha BapyaLyisl Ha IOBTOPAEMOCTTA, %
CVy = KOEQUIMEHT Ha BApMALMSI Ha B3IIPOM3BOIMMOCTTA, %

Belrte opraHM3upaHo Apyro CpaBHUTENHO u3crensate Ha pasumite EC, mpu koero uernpu npobu 6sxa MOAIOXKEHN Ha
aHanu3 B 7 nabopatopuu ¢ LN cepTuuiMpaHe Ha TPUNTOGAH 3a XMIponu3a. PesynraTure ca mpefcTaBeHy MO-TONY.
Bsixa HampaBeHn 5 eHAKBY aHAIN3a Ha BCSIKA IPo0a.

[poba 2
TpoGa 1 PuGHO 6::1111}10 € HUCKO fpoa 3 06 fpota 4
(ypaxua cvecka 3a C]:H;[;;l;&:}l:[; Ha CoeBo 6paHo esmacnf[];;)xmnﬂxo Ha
csute (CRM 117) a1 (CRM 119) (CRM 120)
L 7 7 7 7
n 25 30 30 30
CpenHa CTOMHOCT 2,064 8,801 6,882 5,236
b glkg
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
Sk [g/kg] 0,031 0,413 0,283 0,221
R [g/kg] 0,087 1,156 0,792 0,619
CVx [%] 1,48 4,69 4,11 4,22
L = Gpoit Ha TaboparopuTe, PeNajy pesyiraTu
n= Opoit Ha 3amaseHUTe MHOMBUAYATHM PE3YNTATH CIel TIMMMHMPAHEe Ha OTKIIOHSBALIMTE CE CTOMHOCTH
(ompenenenn upes tectosere Ha Cochran u Dixon)
S = CTaHJIAPTHO OTKIIOHEHNe Ha MOBTOPSEMOCTTa
Sg = CTaH[IAPTHO OTKIIOHEHNE Ha BH3IPOM3BOANMOCTTA
r= TIOBTOPSEMOCT
R= Bb3IIPOU3BOIMMOCT
CV,= KoeQUIUVEHT Ha BAPUALVSL Ha TIOBTOPSAEMOCTTA, %
CVir = KOeQULMEHT Ha BapuaLys Ha Bb3IPOM3BOIMMOCTTA, %
9. 3alermexRKu
9.1. CriegHuTe CIELMATIHM YCIIOBKS 33 XPOMATOrpadusi MOraT Ia [OBEaT IO MO-Ho0po pasrpaHiMyaBaHe Ha TPUNTOPAH U

0-METWII-TPUITO(AH.
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M30KpatHO enyupane ¢ IOCTENBaNIO IPaaMEHTHO IIOUMCTBaHe Ha KOJIOHATA:

Kornona 3a Teuna xpomarorpadust: 125 mm x 4 mm, C;4, IbJIHEX OT 5 [IM MIIM €KBMBAJIEHTHA
Temneparypa Ha KOJlOHaTa: 32°C
INompuxHa daza: A: 0,01 mol/l KH,PO,/merarom, 95 + 5 (V+V).
B: Meranon
[Iporpama 3a rpammeHTa: 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 % A 0%B
CKOpOCT Ha M3TUYAHE: 1,2 ml/min
O6wo Bpeme: npubmmsutento 33 min
9.2. Xpomarorpadusta Bapupa cnopen tuma HPLC u cropen Marepuarna, M3ION3BaH 3a 3aIfbJIBAHETO HA KOJIOHATA.

V3bpanara cucrema TpsiGBa oa MOXe [a pasrpaHuuyM TpUNToPaHa OT BBTCUIHNS CTAHIAPT HA PaBHMILETO Ha GasoBara
muaust. OCBEH TOBA € BAXHO IPOLYKTMTE HA PA3falaHeTo [a Ce PasmenaT gobpe OT TPUITOpaHa M BLTPELIHNS
craHpapr. Vscremsar ce xumpoim3ati Ge3 BbTpELIeH CTAHOAPT, 3a [d ce IpoBepu 6a30BaTa JIMHUS 34 NPUMECH IIPH
HAIMYYe Ha BHTPEIIEH CTAHIApT. BaXKHO e ChLO Taka e BpeMeTo 3a elyMpaHe [Ia € JOCTaThUHO [IPOIBILKHUTENHO, 34 [a
¥IMa BB3MOXKHOCT 34 e/lyMpaHe Ha BCUUKY NPOIIYKTH Ha pasfiaraHeTo, B IPOTMBEH CITyYail KbCHUTE MUKOBE, IOPOIEHN
OT eJIyMPAHETO, MOTAT [1a MHTEPYEPUPAT ChC CIIENBALLATE XPOMATOrPadCKIt OIEPALIIL.

B paboTHus [mamazoH xpomarorpadckara cyucreMa TpsiOBa [a NMOKaxXe JMHefiHAa peakuys. JInHejiHATa peakims ce
U3MepBa NPV NOCTOSIHHA KOHLEHTpauyst (T.e. HOPMaJlHA KOHIEHTPALMs) Ha BHTPEUIHNMS CTAHNAPT U NPU PasIUYHM
KOHIEHTPALMy Ha TpunTodana. BaKHO e BUCOUMHATA HA NMKOBETE Ha TPUNTO(AHA VM HA BHTPEIIHMS CTAHIAPT [a Ce
HaMMpa B JIMHEHMsS muamasoH Ha cucreMata HPLC/dmyopecueHTHata cmcreMa. AKO MMKBT MM IMKOBETE Ha
TPUNTOQaHA M[WIKM HA BBTPELIHNMS CTAHIAPT Ca NPEKaTeHO HUCKY MM NPEKaeHO BUCOKH, aHAIM3BT ce MOBTAps C
1po6a ¢ pas/MuHa roneMyuHa 1/IWIH U3MEHEH KpaeH oeM.

9.3. Bapues xudporcud

C TeueHue Ha BpEMETO Pa3TBAPSIHETO Ha OapyeBMAT XMIPOKCHI CTaBa BCe MO-TPyIHO. ToBa BOM HO MBTEH PasTBOP MpH
ompenensiie ¢ HPLC, Koeto Moxe 1a JOBeNe 10 C1abu pesynTaru 3a TpUNTOgaHa.

XK. OIPEOEIIAHE HA CYPOBU MACITIA I MASHMHU

1. Llen u o6xBaT
HaCTOH]J_[I/I}IT METOIbT C]'ly)KI/I 3a OHPC]IC]'IHHC Ha C'b]l'bp)KaH]AeTO Ha CypOBI/I Maciia 1 Ma3HMHU BBB (l)ypa)KI/ITC.

Vi3non3BaHeTo Ha MIBeTe pasriielaHy MO-IOITy MPOLEIypy 3aBUCK OT XapakTepa M ChCTABa HA ypaxa M MPUYMHATA 3a
M3BBPIIBAHE HA AHATIM3.

3a omperersiHe ChIBPXKAHMETO HA CYPOBM MAaciia M Ma3HMHM B MAacTIONAMHM CeMeHa U IUIONOBE, KAKTO M BbB Qypaxu,

KOMTO CBIBPKAT Ham 15 % cypoBu Macia iy MasHMHM, €KCTPAaKLUMATA CIelBa Ha Ce M3BbpLIBA IIOCPEICTBOM
Tpoleaypa A, a NOBTOPHATA KCTPAKLMs — MOCpeAcTBoM npouenypa b (r. 5.3).

1.1. Ipouenypa A — JIMpeKTHO eKCTaxypyeMy CypoOBU Macila M Ma3HUHU

Hacrosmmsr MeTon e npuimoxuM 3a ¢ypakHu CYPOBUHM OT PACTUTENEH NMPOU3XOM, C M3KIIOUCHME HA BKITIOUEHNTE B
o6xsara Ha npouesypa b.
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1.2.

1.3.

2.1.

2.2.

3.1.

3.2.

3.3.

3.4.

4.1.

4.2.

4.3.

5.1.

Ipouenypa b — 0610 chrbpXaHMe Ha CypOBI Macia i Ma3HUHM

Hacrosuuysar Merof e NpuIoXuM 3a QypaxHM CYpPOBMHM OT XKMBOTMHCKM IPOM3XON M 3a BCHYKM KOMOMHMPAHU
¢ypaxxu. Toit TpsiGBa ma ce M3MONM3BA 33 BCUMKM CYPOBMHM, OT KOWTO MACIaTa M Ma3HMHMTE He MOTat na Obaat
€KCTPAaxXypaHy HaIbIIHO, O3 Ipemy TOBa [a Ce OCHLIECTBU XMIPONM3A (HAIP. IIYTEH, Masi, KapTOQeH! IPOTENHN U
NPORYKTH, MOANIEKANM Ha PepaboTKa KATo eKCTPyIMpaHe, CIIECKBAHE U HArpsiBaHe).

TaArysate Ha pesyamamurme

BbB BCMUKM CITydan, KOTraTo Pe3yinTaThT, MONMyYeH NPM M3MON3BaHE Ha mpolenypa b, e mo-Bucok oT moiyueHus mo
TIpoLenypa A, 3a eMICTBUTENIEH Ce IpyeMa pe3yNTaThT OT IIpouenypa b.

TpuHIMN

Tpoyedypa A

Tpobara ce monara Ha eKCTPAKLMs C NETPOIeH eTep. Pa3TBOPUTENAT ce NeCTUIMPA, CIIel KOETO OCTATHKBT Ce M3CYIIaBa
U TIPETEITIs.

Ipoyedypa b

IpoGata ce 06paboTBa ChC CONHA KHCENIHA IO HEHCTBIETO Ha TOMMHA. CMecTa ce oxyaxna 1 Gprurpupa. OCTaTbKbT
Ce M3MIIBA, M3CYLIABa U Ce MOJIAra Ha OIpefelisHe Ha ChIIbPKAHMETO B CHOTBETCTBUE C IPOLENypa A.

PearenTtu

Tetporen etep, muanazod Ha kuneHe: 40—60 °C. BpomHOTO umcrio TpstOBa fma Obie mom 1, a OCTaTBKBT mpH
u3napenne — mox 2 mg/100 ml.

Harpues cyndar, 6e3someH.

Conxa kucenmHa, ¢ = 3 mol/l.

CrioMaratesHO CpercTBo 3a ¢punrpupane, Hamp. nudysopua npsct, Hyflo-supercel.
Amnaparypa

ExcrpakiyoHeH anapatr. Korato eKCTpakUMOHHUAT anapar e cHaGmeH cbe cudoH (amapar Ha COKcrieT), CKOPOCTTa Ha
obparHus notok Tpsiba 1a Obe Takasa, ye [a ce MOTy4aBar okono 10 LMKbIA Ha ¥ac; KOraToO allapaTbT He € OT
cyOHEH THII, CKOPOCTTa Ha 0OpaTHMS MOTOK TPsibBa 1a Obe okomno 10 ml B MuHyTa.

EKCTpaKIMOHHM TWII3M, HE3aMbPCEHM C BEIECTBA, PA3TBOPUMM B IIETPOTIEH €Tep M C MPOINYCKIIMBOCT, KOSTO OTroBaps Ha
M3UCKBaHUATa B T. 4.1.

CymmnHs unm BaKyyMHa CyIUMIIHS, HACTpoeHa Ha 75 + 3 °C unu Bb3[ylHa neul, Hactpoena Ha 100 + 3 °C.
Ilpouenypa

Ipoyedypa A (ex. m. 8.1)

Tpeternsr ce 5 g ot mpobata ¢ TOYHOCT 10 1 Mg, MPEXBHPIIAT Ce B eKCTPAKIMOHHA IUI13a (T. 4.2), KOSITO ce 3aKpyBa ¢
IaMyYeH TaMIIOH, 110 KOITO He TPsiOBa [1a MMa Ma3HUHIL

l'misarta ce mocrass B €KCTpakTopa (T. 41) U Ce MpoBEXKIa EKCTPaKLMs B IIPOIBIIKEHNE Ha HIECT Yaca C METPOJICH €TEp
(T. 31) EKCTpaKT'bT OT IIETPOJIHNA €TEP CE c1)61/1pa B CyXa IPETErIIEHa KOH6a, B KOATO Ca IIOCTaBEHM ITapU€HIIa IIEM3a (6).

PasTBOpuUTENSAT Ce OTCTpaHsBa upe3 mecTunaums. OCTaThKBT ce U3CYIIaBa, KATo Ce OCTaBM KONbATa 3a 4ac M MONOBMHA B
cymmiHATa (T. 4.3). OcTaBs ce Ja ce OXJaIy B €KCUKATOP 1 ce IpeTeris. V3cymmasa ce OTHOBO B MpofbIxeHye Ha 30
min, 3a 1a ce rapaHTpa, Ye TEITOTO Ha MAc/aTa M Ma3HMHUTE Ie OCTaHE TOCTOSIHHO (3ary6aTa Ha Terno MexIy HBe
TOCIIeIIOBATEITHI [IPeTersIsiHust TpsiOBa 1a Obe To-Maska My paHa Ha 1 mg).

(6) Koraro macnoro mnu Ma3HMHaTa Tpﬂ6Ba Clern ToBa fa 6T:IL’:1T IOIVIOKEHM Ha MBIUTaHUA 332 KayeCTBO, BMECTO IIApYCHLA IEM3a C€ U3IOJI3BAT

CTBKJICHM TOITYETA.
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5.2.

5.3.

8.1.

Ipoyedypa b

Iperernsr ce 2,5 g or mpobara ¢ Tousoct o 1 mg (Bx. T. 8.2), moctassr ce B Gexeposa uama or 400 ml
KOHycoobpasHa konba ot 300 ml u ce gobasst 100 ml conna kucenuua (r. 3.3) 1 mapueHua nemsa. bexeposara vaia
ce MOKPMBA ChC CTBHKIIO 33 HabIOIeHMe WM Ha KOHycooOpasHata Konba ce mocrasst oOpateH xmamuuk. Cmecra ce
OCTaBsl J1a 3aBPY JIEKO HAJl CNa0 IUIaMBK MJIM KOTJIOH M e 3ajphXa Taka eyH yac. He Tpsbsa na ce nossonsisa Ha
TIPOMyKTa [Ia IOJIENBA 10 CTEHMUTE Ha ChA.

ChIbpKaHUETO Ce OXNIaxna, H00aBs ce TONKOBAa GuiiTparop (r. 3.4), KONKOTO € JOCTATHYHO, 33 [Ia Ce MPeNOTBPaTH
3arybara Ha Macilo WM Ma3HMHA 1O BpeMe Ha Quurrpupanero. CMecra ce ¢uiITpupa mpe3 HaBIaXHEHa, YICTA OT
Ma3HMHN [BOVHA QunThpHA XapTust. OCTAaTBKBT Ce M3MMBA B CTy[eHA BONA MO MONyYaBaHe HA HeyTpaeH QUITpar.
TposepsiBa ce manmu GUITPATHT He ChIbPXKA Macia Wi MasHuMHM. Hamumumero mM mokassa, ue Mpey XMIPOIIM3aTa
npobara TpsiOBa 1a Obe EKCTPaXMpaHa C [IETPOJIEH eTep, KaTo ce M3ION3Ba IPOLemypa A.

ITBoitHaTa $MITHPHA XapTHSI C OCTATbKA CE OCTABS BBPXY CTHKIIO 32 HaOJIOTEHME U CE CYILIN B POIBIIKEHME Ha Yac 1
nonosuHa B cymas (1. 4.3) mpu 100 °C £ 3 °C.

IBoitHaTa QUITHPHA XapTHs CbC CYXMS OCTATBK Ce MOCTABSI B eKCTPAKIMOHHA I3 (T. 4.2) U ce MOKPUBA C YNCT OT

Ma3HJMHM aMyyeH TaMIoH. [MI13aTa ce NOCTaBsl B eKCTPakTopa (T. 4.1) 1 ce mpolelmpa, KaKTO € OCOUEHO BB BTOPH 1
Tpey maparpad or Touka 5.1.

Tpoyedypa A u nosmoprama ercmparyug upe3 npoyedypa b.

3a omperesiHe ChIBPXKAHUETO Ha CYPOBM Maciia M Ma3HMHN B MacJIONAiHM CeMeHa U IUIONOBE, KAKTO M BbB Qypaxy,
KOMTO CBIBPXKAT Hafl 15 % cypoBM Macia WM Ma3HMHM, EKCTPaKLMsATa ClIelBa Ja Ce M3BbPIIBA IMOCPENCTBOM
Tpouenypa A, a IOBTOPHATa eKCTPAKLMs — MOCPENCTBOM Hpolieaypa b.

Tosa o3Hayapa ue CIiell eKCTPaKUMsATA C IETPONIEH eTep (mpoueaypa A) OCTaTbKBT MM YACT OT OCTaThKa Ce eKCTpaxyupa

IOBTOPHO ChC CONHA KicenyHa (mpouenypa b). ChIbpXaHMETO Ha CypOBM MAcia M MasHMHM € PaBHO Ha cOopa oT
pesynTaTute OT npouenypu A u b:

UzpassBane Ha pe3yinTara

Ternoro Ha OCTaThKa ce M3pa3siBa KaTo MPOLIEHT OT TErNOTO Ha Ipobara.

TloBTOpsiemocT

Pazrykara MexXmy pesynTaTuTe OT [BE MApAelIHN ONpENeISTHNS, M3BbPIUIEHN C eIHA M Cbla mpoba, OT eIMH M CBIL
1nabopaHT, He TPsOBa 1a HaBMIIABA:

— 0,2 % kato abCONMIOTHA CTOMHOCT, IIPU CHIbPKAHNE HA CYPOBM Maciia ¥ Ma3HMHM IO OT 5 %,
— 4,0 % or HaJi-BMCOKMS pe3yIITarT 3a ChbpKaHye or 5 1o 10 %,

— 0,4 % kato abCONIOTHA CTOMHOCT, Ipu ChIbpKarye Hag 10 %.

3abenmexKu

Hle NMPOIOYyKTN € BUCOKO CbObpXKaHME Ha Macila M Ma3HMHM, KOMTO TPYOHO C€ TpowaT MM HE Ca MOOXOasalM 3a
NoJIy4aBaHE Ha XOMOT€HHa peylypaHa np06a 3a aHanm3, ce Ipouenypa KakTo Clensa.

Tperternar ce 20 g or npoGara ¢ TouHocT K0 1 mg u ce cvecsat ¢ 10 g mim noBede Ge3omieH Hatpues cyndar (1. 3.2).
[poBexkna ce ekcTpaxupaHe ¢ metporneH erep (T. 3.1), KaKTo e yKasaHO B Touka 5.1. KbM IONmydeHMs eKCTpakT ce
noGasst nerporeH etep (T. 3.1) mo 500 ml u ce pasmeca. Baemar ce 50 ml ot pasTBopa 1 ce MOCTABSAT B Manka cyxa
mpeTeriieHa Konba, KOATO ChIbpXa [APYEHLATA IeM3a. Pa3TBOpUTENAT ce OTCTpaHsBa upe3 JeCTMIALNS,
CBIIbPKAHMETO Ha KOnbaTa ce M3CyIIaBa i Ce MPOLEMpa, KAKTO ¢ YKa3aHO B MOCTeAHs maparpad Ha Touka 5.1.

Or ocTaHams B TMII3aTa OCTATBK OT EKCTPAKLIMATA Ce OTCTPAaHsBA Pa3TBOTUTENAT, OCTATHKBT CE HATPOIIABA JI0 Pa3mMep
Ha YCTMLMTE OT 1 mm, BpbIA ce B eKCTPAKUMOHHATA [I3a (A He ce 100aBst HATpUEB Cynar) 1 ce MpoLenypa, KakTo
€ YKa3aHO BbB BTOPUS M TpeTyst aparpad Ha Touka 5.1.
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CbIbpKAHMETO HA MACIIa 1 Ma3HIMHM Ce M34MCIISIBA KaTO MPOLIEHT OT mpo0ara, KaTo Ce M3MON3Ba CIIeHaTa opMyra:

(I0m, +m,) x 5

KBJIETO:
m; = TEINo B IPaMOBe Ha OCTATbKA CJlefl TbPBaTa eKCTPAKIMA (aMMKBOTHA YacT Ha eKCTPAKTa),
m, = TEINO B IPaMOBe Ha OCTATbKA CTe[l BTOPATa eKCTPAKIIMAL.

8.2. 3a HSKOM NMPONYKTH (HAmp. TAKMBA C HUCKO ChI'bPXKAHNME Ha MAcia 1 MasHYHM) MacaTa Ha Ipo0ara 3a aHayIn3 MOXe Jia
ce YBEIMUN.

8.3. Moxe fa e HeOOXOOMMO XpaHHTE 3a IOMALIHM JIOOMMIW C BUCOKO BOJHO ChIbpXaHME [a Ce CMeCIT ¢ Oe3BOmeH
HATpMeB Cynat mpeny XUIPOIM3aTa 1 eKCTPAKIMsITA 10 Hpouenypa b.

8.4. Ilpu ommcanara B T. 5.2. NPOLENypa 3a M3MUBAHETO HA OCTATBKA CIIel QUITPMPAHETO MOXKe [Ja e N0-eMKACcHO [ ce
U3IIOJI3BA TOIIA BOJA BMECTO CTYJIEHA.

8.5. Moxxe fa ce HalmoXM BpeMeTo 3a cyuieHe or 1,5 uyaca ma Gbie yBenmueHO 3a HAKOM Bumose pypaxu. Vsbsrsa ce
TIpeKaJleHoTO M3CyIUaBaHe, Thil KaTo TO MOXe f1a JOBele IO 3aHVKEHV pe3ynTaT. Moxe [la ce M3MON3Ba ChLIO U
MIUKPOBBIIHOBA ypHa.

1. ONPEJEJIAHE HA CYPOBM BITAKHA

1. Len n o6xBar

Hacrosiumar mMeton maBa Bb3MOXKHOCT a ce onpenerm CbIbp2KaHUETO BbB c])ypaxme Ha HEpasTBOPMMM B KUCEIIN U B
aJIKaJTHM CpedN OpraHNYHM BEUIECTBA, KOUTO HE CHIbPKAT Ma3HMHM, OOVKHOBEHO O3Ha4aBaHM KaTo CypOBM BIIaKHa.

MeTomsT He € MPUITOKMM B CITyualt Ha JIMTHOLIENTYII03a M PACTUTENCH BbIICH (TBbPIE UHIM YaCTHLIN).

2. IpyHmn

Tpobara, obeamaciieHa, Korato e HeobxomuMo, ce 06paboTBa MOCIIENOBATEIHO C KUILSLIM Pa3TBOPY Ha CSIPHA KICEIIMHA
¥ KaJyeB XMIPOKCHUIL C ONpeneNneHn KOHIeHTpatmu. OCTaThKBT ce OTIENs Upe3 PUITPUpaHe ¢ GUITbP OT CUHTEPOBAHO
CTBKII0, M3MIBA Ce, M3CYILABA Ce, IPETEII Ce U Ce OIlemnersiBa mpy Temieparypa ot 475 go 500 °C. 3ary6ara Ha Teryo B
Pe3yIITaT Ha OIeNeNSIBAHETO OTIOBAPS HA CYPOBKTE BIIAKHA, IPUCHCTBALIN B [Ip0DATA 32 aHaru3.

3. Pearentu

3.1. Csipa kucermsa, ¢ = 0,13 mol/l.

3.2 CpemcrBo cpery o6pa3yBaHe Ha IIsHa (HAIp. N-OKTAHOI).

3.3. Tomowro cpencrso 3a ¢unrpupare (Celite 545 wm exBuBaneHTHO), HarpsBaHo npu TenMeparypa 500 °C B

IPOTBIKEHNe Ha 4 daca (T. 8.6).

3.4. AnieToH.

3.5. IlerponeH etep, muanasoH Ha kunese ot 40 mo 60 °C.

3.6. Conna kucenmmHa, ¢ = 0,5 mol/l.

3.7. Pazrop Ha Hatpues xugpokcny, ¢ = 0,23 mol/l.

4. Amnaparypa

4.1. HarpeBatenen Momyn 3a M3BapsiBaHe C pasTBOpP HA CSIPHA KUCENMHA U KanueB XMIPOKCHUI, CHaODeH C OCHOBA 3a

dunrpysane Turen (1. 4.2) u ¢ oTBexmaa TPBOA C KpaHUe, CBbP3aHA C Pe3EPBOAP 3a M3XOMIHA TEYHOCT ¥ C BAKYYMHA
IOMIIa, eBEHTYaIHO CHAOIeH C M3TOYHMK Ha CrbCTeH Bb3OyX. [Ipemyt ymorpeba BeeKy [eH MOJYITBT ce HArpssa B
TIPOIBIIKEHME Ha NIeT MUHYTHU C Bpsiyla BONA.

4.2. CTBKIICH WITPYBalleH TUIEN ChC 3al0CH CUHTEPOBAH IUIOCHK CTBKIEH QuiuThp ¢ pasMep Ha mopure 40—90 pm.
Ipenyt mppBOTO M3MON3BaHe GUATHPBT e 3arpsia Ho 500 °C B MPOTBIKEHNE Ha HAKOIKO MMHYTH ¥ Ce OXTaxma (T.
8.6).
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4.3.

4.4.

4.5.

4.6.

4.7.

LinnuHabp ¢ BMeCTMMOCT Hai-Marko 270 ml ¢ oGpateH X/agHMK, MOIXOMSII 3 KMMBAHE Ha BOJIA.
CymmiiHs ¢ TepMOCTar.
My¢enHa news ¢ TepmocTar

Moyt 3a eKCTpaKIys, ChCTOSIL Ce OT OCHOBA 38 GWITPyBaHMs Turen (T. 4.2) 1 TpbOa ¢ KpaHUe KbM BAKyyMHATa
TIOMIIA U Pe3epBOapa 3a TEYHOCT.

CheHUTENTHY TIPHCTEHM 3a CIN00sIBaHe Ha HarpeBaTeNHus Moy (r. 4.1), turena (1. 4.2) n wumsHgspa (1. 4.3) 1 32
CBbp3BaHe Ha MOJIYTIa 3a CTyAeHa eKTPaKIys (T. 4.6) u Turena.

IIpouenypa

TMpeterns ce 1 g ot mpobarta ¢ TouHocT 10 1 mg u ce crara B Turena (1. 4.2) (BX. 3abenexxkn BT. 9.1, T. 9.2 u 1. 9.3) u
ce 106aBst 1 g MOMOIIHO CPencTBO 32 Guirpupane (1. 3.3).

CrobsBat ce MOTYITBT 32 HarpsBaHe (T. 4.1) ¥ QuTpyBanHusT THreN (T. 4.2), CIEl KOETO WMIMMHIBPBT (1. 4.3) ce
cBbp3Ba KbM THrena. Hammsar ce 150 ml Bpsia csipHa kucenyra (1. 3.1) B crnobeHuTe LMIMHTbP M TUTEN U AKO €
HeOOXOIMMO, ce TOOABAT HAKOIKO KAIKM CPECTBO cpelity o0pasyBaHe Ha msHa (T. 3.2).

TeunocrTa ce Harpsisa 1o KMIeHe 3a 5 + 2 min u ce 0cTaps 1a BPU IIpY CMITHO KumeHe ToyHo 30 min.

OtBapst ce KpaHYeTo KbM OTBeXxmamara TpbOa (r. 4.1) u mom BakyyM ce QuiTpupa CspHATa KMUCENMHA IIpe3
QUITpyBaNHMs TUTEN, KATO OCTATBKBT ce M3MuBa TPU MbTH ¢ Mo 30 ml Bpsiua Bofa, KaTo ce CIemM Cliell BCSKO
VM3MIUBAHE OCTATBKET [1a € UITPUPAH 10 CYXO.

3arBapsi ce M3XOOHOTO KpaHue i ce Haimmear 150 ml Bpsiur pasrBop Ha KammeB Xumpokcup (1. 3.7) B crinobernte
LTMHABP U THUTEN U ce JOOaBAT HAKOMKO KAaIKyM CPEACTBO cpeliy oOpasysaHe Ha IsiHa (r. 3.2). TeuHoCTTa ce Harpsiza
[I0 TOYKaTa Ha KMIeHe 3a 5 + 2 min M ce OCTaBs Ha BPU NPU CWIHO KumeHe Toudo 30 min. Quirpupa ce u ce
TOBTaps MPOLIENypaTa Ha M3MMBAHE, KOATO € M3ION3BaHA MPY eTara Ha 00paboTKa ChC CpHA KMCENMHa.

Crnen mOCNENHOTO M3MMBaHe M M3CylLIaBaHE TUTETBT C HETOBOTO ChIbPXKaHME Ce OTHENs M e CBbpP3Ba C MOMyIa 3a
cTyneHa ekcTpakiys (T. 4.6). Ilpumara ce BAKYYMBT M OCTATBKBT BbB (UITPYBAITHUS TUTEIT CE M3MUBA TPU ITBTH C 110
25 ml aneroH (1. 3.4), KaTo ce CIIEAM CIIEM BCIKO M3MMBAHE OCTATBKBT f1a € (yNTPyBaH IO CYXO.

TuremrsT ce M3CyIIaBa, IOKATO TEITIOTO My OCTaHe MOCTOSHHO, B cymmHs mpu temmepatypa 130 °C. Cien BCsKO
CyllleHe TOil ce OXJIAXNIa B eKCHKAaTop 1 Obp3o ce mpereris. TUresT ce MocTaBst B MyQelHa Mell M ce MOIIara Ha
OlleMeIIsiBaHe, JOKATO TEINIOTO My OCTaHe MOCTOSHHO (3ary0ara Ha TEINo MeXmy [Be MOCIENOBATETHN IPETErIsHIS
Tpsi0Ba 1a Gbe Mo-Manka uiu paHa Ha 2 mg) npu 475 °C—500 °C B mpombkeHye Hait-Manko Ha 30 min.

Cren BCSIKO HarpsiBaHe TUTEIIBT C€ OXJ1aXna IbPBO B IICIITA, a [10CJIE€ B EKCMKATOPA, IIpean fa 6'1:-,[16 NPETEITICH.

Tpasu ce Tect 63 mpoGara. 3arybata Ha TEINo B Pe3yNTAT OT OIEMeNsIBAHETO He TPsiOBa Ia HAlBMINABA 4 mg.

U3uncnasaHe Ha pesynraTure

C'b]l'bp}KaHI/ICTO Ha CypOBM BJIaKHa KaTO IIPOLCHT OT Hp06aTa Ce IaBa OT M3pasa:

X = (mg —mq) x 100
m
KbJIETO:
m= TEIno B g Ha npolara;
mg = 3aryba Ha Terno B g Crlefl OIeMeNsiBaHe 10 BpeMe Ha OMpEerIsHeTo;
m; = 3aryba Ha TeIJIo B g CIIell OleresisiBaHe TPV [pasHaTa npoba.
IoBTOpsiemocr

Pazrikara MeXy pesynTaTiTe OT [Be ONpPEMeNsIHILs, IPOBEICHN BBPXY eHa U ChIa Ipo0a, He TPsOBa 1a HaJBMLIABA:
— 0,6 % xaTo abCOMIOTHA CTOMHOCT P ChIbPXKAHME Ha CyPOBY BIakHa 1ox 10 %;

— 6 % OT M0-BUCOKATa CTOMHOCT NMPY ChIbP>KaHME Ha CYpOBY BIIAKHA, PaBHO MIIU MO-TOAMO OT 10 %.
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8. Bb3nponssomumocr

Pasnykara MeX[Iy pesyiTaTuTe OT [IBe ONpelesisiHLs, M3BbPIICH C e[IHA U Cblia Mpola B pasiuyuHy T1abopatopui, He
TpsIOBa [1a HAIBUIIABA:

— 1,0 % xaTo abCONIOTHA CTOMHOCT P ChIbPKAHME Ha CypoBy BiakHa nox 10 %;

— 10 % or no-ByucoKara CTOHOCT IIpM ChIbPKaHME Ha CypOBM BIIAKHA, PaBHO MM NO-TronsAmo ot 10 %.
9. 3abenexku

9.1. Oypaxure, combpxaum nosede or 10 % cyposy MasHuHM, TpsAGBa ma Obuar 06e3MacrieHy ¢ NETPOTeH etep (T. 3.5)
npem anamisa. QurrpysanHuaT Turen (1. 4.2) Che CHIIBPKAHMETO CU CE CBBP3BA C MOMYIIA 33 CTYIIEHA €KCTPaKLys (T.
4.6), mpunara ce BAKYYMBT U OCTATBKBT Ce M3MMBa TPy IrvTH ¢ 10 30 ml nerpornen etep, Kato ce CIefy OCTATHKBT [a €
dunrpupan o cyxo. TUIenbT CbC CHIBPXKAHMETO CM Ce CBbP3BA MOMya 3a HarpsiaHe (r. 4.1) m cen ToBa ce
NPOLEMpa, KAKTO € OIVCAHO B T. 5.

9.2. (Oypazxure, xouto He Morar 1a GBIAT MONTOXEHU NPSKO HA €KCTPAKLMA C IETPOIIeH eTep (T. 3.5), criena ma Obmar
o6e3MaciieHy, KakTo e ykasaHo B T. 8.1, v crieq u3BapsiBaHe B KucenmHa fa Gbmar obeamacrenn oue BemHbK. Crien
U3BAPSIBAHETO B KMCENMHA M MOCIEABAIOTO M3MMBaHE TUIENBT ChC CBHIBPXKAHUETO CU Ce CBBbP3BAa KbM MOMyna 3a
CTyaeHa eKCTpakiys (1. 4.6) u ce uammBa Tpu bty ¢ 10 30 ml ateToH, criel KOeTo ce M3MMBA OLIE TPH IBTH C 10 30
ml nerporen erep. Puirpupa ce KO cyXo IOI BAKYyM M aHaNM3BT Ce NPOIBILKABA, KAKTO ¢ OMMCAHO B T. 5, KATO ce
3aMIOYHE C TPETUPAHETO C KaJlMeB XMIPOKCH.

9.3. AKO QypaxsbT ChIbpKa M0Beye 0T 5 % KapOOHaTH, M3PaseHN KaTo KalliyeB KapboHat, TurelrsT (1. 4.2) ¢ nperersieHara
npoba ce cBbP3Ba KbM MOJIyTIa 3a HarpsisaHe (T. 4.1). [TpoGara ce n3musa Tput Ty ¢ o 30 ml cornHa kucenmua (1. 3.6).
Crier Besiko 06aBsiHe Ha KMCENMHA Ce M34aKBa OKOJIO MIHYTa Ipefy [a ce 3aroune duirpupareto. [lpobata ce namusa
enye T ¢ 30 ml Bofa, CIIel KOETO ce MpOLenypa, KaKTo € OMMCAHO B T. 5.

9.4. AKo ce U3MON3Ba ypell BbB popMaTa Ha CTATHB (HAKONKO TUTENa, CBbP3aHM KbM eIVH MOJIYII 33 HarpsiBaHe), He MOXe B
PaMKHTe Ha e[IHa 1 ChIlA Cepusi 1A ce IPOBEKIIAT B¢ OTHENHY ONpPENeNsHIs BbPXY eHA ¥ Chla poba 3a aHanms.

9.5. AKO CIIef BAPEHETO QUITTPUPAHETO Ha KMCEIMHHIS UM OCHOBHILSL PA3TBOP € 3aTPYIMHEHO, Ce M3IION3BA CIbCTEH Bb3MYX,
TOJaBaH Mpe3 OTBeK/ALIaTa TPH0A Ha MOJIyIIa 33 HATPsIBaHe, CIIeM KOETO (UITPUPAHETO IPOIIbIIKABA.

9.6. Temmepatypara Ha oneressisae He TpsiOsa ga Hamsuiasa 500 °C, 3a 1a ce yIbIKM CPOKBT Ha [ION3BAHE HA CTBKIICHNTE
dunrpysanay Turenu. Tpsibsa ma ce n30srBaT TBBHPIE TONEMM TEMIICPATYPHM PA3IMKM MPU LMKIINTE HA HATPSIBAHE U
OXJIaXHaHe.

. OIPEJEIIAHE HA 3AXAP

1. Llen u o6xBaT

Hacrosuumsar MeToj] 1aBa Bb3MOXKHOCT [1a Ce ONpefIeN ChIbPXKaHMETO Ha PeyLypaiy 3axapy 1 o0y 3axapy Criel
VHBEPCIIS, M3PA3eHM KaTo ITIIOKO3a MITH, KOTaTo € LeNechoOpasHo, KaTo 3axapo3a, Ipyu npeoOpasyBaHe ¢ KOeUIMeHT
0,95. Toit e npusIoKMM 3a KoMOMHMpaHy gypaxu. 3a apyrute Gpypaxku ca npeaBuueHy crelmantyu Merogy. Koraro e
HEeOOXOMMMO, JIAKTO3aTa Ce M3MEpBa OTIEITHO M Ce OTYNTA NPV M3UNCIISBAHETO Ha Pe3yNTaTHTE.

HacrosmusaT MeToq crielipa a ce M3IOTI3Ba 3a OIpeNeNiAHe Ha ChIbPXKAHMETO Ha 3aXap 3a LENNUTe Ha U3UMUCTIABAHETO Ha
EHepIMITHATA CTOIHOCT Ha ¢ypaxKuTe.

B cnyqai{ Ue ChbIbP2KaHUETO Ha 3axap Tpﬂ6Ba a 6’1)]16 OIpEHEsICHO 3a OpyTy LETN, MOraT a C€ U3IOJI3BAT APYI METOIM
32 aHaJIn3.

2. IpyHnmn

3axapure ce eKCTpaxMpar B pa3pelieH eTaHOIT; pasTBOPBT ce u3buctpst ¢ pasropu Ha Kapes [ u II. Criery orcrpansisare Ha
€TaHONA KONMYECTBATA P M CIell MHBEPCUATA Ce ONPENesIsT 1o MeTora Ha JIy¢-Iopn.

3. PearenTu

3.1. Eranon 40 % (v/v) ¢ mrsreoct: 0,948 g/ml at 20 °C, HeyrpanmaupaH cipsaMo deHonranent.
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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.

3.10.

5.1.

5.2.

PazrBop Ha Kapes I: 21,9 g unnkos anerar Zn(CH;COO), 2H,0 u 3 g Ge3BofHa oLeTHa KMCEIMHA Ce Pa3TBAPST BbB
soma. Jomsnsa ce go 100 ml ¢ Boa.

Pasreop Ha Kape3 II: pasteapsr ce BB Boma 10,6 g kanmmes ¢epormarmn K, Fe (CN)g 3H,0. Jomsmnsa ce mo 100 ml ¢
BOTIA.

Pa3TBOp Ha MeTMIIOBO OpaHKeBo ¢ KoHuexTpauus 0,1 % (w/v).
Conna xucenmua, 4 mol/l.

Conna kucermna, 0,1 mol/l.

Pazreop Ha Hatpues xugpokeny, 0,1 mol/l.

Pearent Ha Jly¢-Llopr:

Tlpn BHMMATENHO pa3ObpKBaHe, PasTBOPBT HA JIMMOHEHa KucenmHa (T. 3.8.2) ce moGaBst KbM pasTBopa Ha HaTpueB
kapOoHar (1. 3.8.3). [JoGaBst ce pa3rBopsT Ha MemeH cyndar (T. 3.8.1) u ce mombinea 1o 1 muTsp ¢ Boma. OcTass ce fa
IPECTOM eIHA HOLI M ce QuTpupa.

[poBepsiBa ce KOHLEHTpaLysTa Ha Taka momyderns pearedt (Cu 0,05 mol/litre; Na, CO; 1 molllitre), Bx. 1. 5.4,
nocienHus maparpad. CroitHocrra Ha pH Ha pasrsopa e npuGrusurenso 9,4.
Pazreop Ha MeneH cyndat: 25 g meger cyndar, Cu SO4 5H,0, HechrppaKan xersi3o, ce pasreapsr 8 100 ml Boma.

Pa3rBop Ha nmuMoHeHa kucemmHa: 50 g mumoneHa kucenmua CsHgO,*H,0 ce pasteapsr B 50 ml Boma.

PasrBop Ha Hatpues kapboHat: 143,8 g GesponeH Hatpues KapGoHaT ce pasrBapsr B npuGmmsurernso 300 ml Tora
sonia. Ocrass ce [1a ce OXylamm.

Pazreop Ha Hatpues Tuocyndar 0,1 mol/l.

Pa3rBOp Ha HuecTe: CMec OT 5 g pasreopumo Humtecte B 30 ml Boga ce mpubasst kbM 1 urbp Kursinga Boga. Ocrasst
ce [ja KM TPV MUMHYTH, OCTaBsl Ce [a Ce OXJIaMt 1, aKo e HeoOxomuMo, ce nobasar 10 mg XyBaueH JHOOMI KaTo
KOHCEpBaHT.

CsipHa kucenmua, 3 mol/l.

Pasreop Ha Kanmes o, 30 % (w/v).

TpaHynupaHa nem3sa, KUIHATa B CONHA KMCEIIMHA, IPOMUTA C BOJIA U M3CYLICHA.
3-mermsOyTas-1-o1.

Amaparypa

Cwmecnren (GapaGareH): npubnmsntenHo 35—40 rpm.
Ilpouenypa

Ercmpaxupane Ha npobama

Tpertermsr ce 2,5 g or mpobara ¢ ToUHOCT 10 1 Mg u ce M3CUMBAT B MepuTenHa koi6a or 250 ml. [ToGassr ce 200 ml
eraton (1. 3.1) u npoGara ce pasmecsa euH yac B OapaGarmms cmecutent. [Jo6assr ce 5 ml pasrsop Ha Kapes I (1. 3.2)
u ce 6bpka okorno 30 cexynmu. [loGassit ce 5 ml pasrsop Ha Kapes II (1. 3.3) u ce 6bpka owue enHa muHyTa. [lombiBa ce
[0 IBITHMsS o0eM ¢ etanon (1. 3.1), xomorennsupa ce u ce punrpupa. Otmensr ce 200 ml or guirrpara, Koiito ce
CIBCTSBA YPE3 M3MApsIBaHe, IOKATO 00eMbT My HaMaree IPUOTM3UTENHO HATIONIOBYHA, 3 [1a CE OTCTPAHM IO-TONSIMATA
yact ot eraHorna. OCTaTbKBT CIlefl M3NapsiBaHeTo ce npubass KomuuectseHo B 200 ml Meputenta Koi6a ¢ momoura Ha
ropeliia Bojia, OXJIax/a ce, HOMBIIBA CE C BOIA [0 ITbIHMS 00eM, XOMOTEHM3MpA Ce 1, aKO € HeoOXOmmMo, ce ¢puiTpupa.
To31 pasTBOp Ce M3IION3BA 3 OMpENEISIHETO Ha KOMMYECTBOTO PEHyLMpALM 3aXapyl M, CIIEN MHBEpCHs, Ha obumre
3axapi.

Onpedenane na pedyyupauyy 3axapu

C momoliTa Ha IAMeETa ce B3eMar He moseue 0T 25 ml oT pa3TBopa, ChIbpaKall Haii-Manko 60 mg pemyLypary 3axapH,
VM3pa3eHN KATO IMIOK033. AKO € HeoOXOmuMo, o0eMbT ce kopurupa 1o 25 ml ¢ mecTunupana Boma ¥ ce OIperers
CHIbPXKAHMETO HA pemyuypaum 3axapy no Meroma Ha Jly¢-Iloprm. Pesynrarbr ce u3passiBa Kato MPOLEHTHO
CBIbPXKaHME Ha [TIIOKO3a B IIpodara.
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5.3. Onpedenate na 06wy 3axapu caed ungepcus

C noMoura Ha mmmeta ce B3uMat 50 ml oT pasTBopa u ce MpexBLPIAT B MeputenHa konGa or 100 ml. oGassr ce
HSIKOJIKO KAIIK/ Pa3TBOP Ha METHMIIOBO OPAHKEBO (T. 3.4), CIIel TOBa BHIMATEITHO M IPY HEMPEKbCHATO pa3ObpKBaHe ce
mo0aBst conmHa KucenmmHa (1. 3.5), HOKATO TEYHOCTTa HpyIobue ompemencHO uepBeH 1pst. [obassar ce 15 ml comxa
xucesmHa (1. 3.6), Konbara ce MOTAIsl B CUIHO KUISLA BOAA M CE OCTABsl TaM B IPOIb/IKEHME HA TPUIECET MUHYTHL
Oxtaxma ce 6p30 10 oxomno 20 °C u ce mobassi 15 ml pasrsop Ha Hatpue xuapokenr (r. 3.7). Jomsnsa ce mo 100
ml ¢ Boma u ce xoMoreHusupa. Baumar ce He moseue ot 25 ml, KouTO ChIbpXKAT He MoBeue oT 60 mg penyLHpaLH
3axapy, M3paseHy Karo IMOKo3d. AKo e HeoGxomumo, oGemsT ce Kopurupa no 25 ml ¢ gectunmpana Boga U ce
OIIpeNeNsl CHIbPKAHMETO Ha elyLypaiy 3axapy no Meroga Ha Jly¢-Illops. PesynrarsT ce u3passisa KaTo MpOLEHTH
ITIIOKO3a JITH, KOTATO € LeNechobpa3Ho, KaTo 3aXapo3a, upe3 yMHOXKaBaHe 0 koeduumeHt 0,95.

5.4, Tumpysane no memoda na JTyp-Lllopa

C momourra Ha murera ce B3emar 25 ml ot pearenra Ha JTy¢-Illopn (r. 3.8) 1 ce IPeXBBPIIAT B epiieHMaliepoBa Konba
or 300 ml; mobassr ce Touro 25 ml or u3bmcTpeHus 3axapeH pastop. [oGassr ce 2 rpaxymu memsa (r. 3.13),
HArpsiBar ce ¢ ObpKaHe Ha PbKa Ha OTKPUT INIAMBK ChC CPEIHA BUCOUMHA VM TEUHOCTTA Ce JIOBEKIA 10 KUIEHE 33 OKOTIO
mBe MunyTH. EprieHmaiteposata koj0a ce IIOCTaBst BeIHATa BbPXY MOKPUTA C a30ecT TelleHa Mpexa C OTBOP C [IMaMeThbp
OKONO 6 cm, NOI KOATO € 3amaneH IuiambK. [ITaMbKBT crielBa Ja ce perylmpa Taka, 4e CaMO OCHOBaTa Ha
eprieHMaitepoBata Ko0a fa ce Harpsisa. Eprnenmaitepoara konba ce cBbp3Ba KbM oOpaTeH xmamHuk. OcTapsi ce mia
KUIIM TOYHO MeceT MuHyTH. OXJaxpa ce BeHara B CTylIeHa BOJa 1 CJIe[l OKOJIO IeT MUHYTH e TUTPYBA, KaKTO CrlefBa:

Hobasst ce 10 ml pasrBop Ha Kamues Jtomyp (1. 3.12) ¥ BemHara cie TOBa (BHMMATEIHO, Thil KaTO ¥Ma OMACHOCT OT
00WIHO oOpasyBaHe Ha IsHa) ce moOasar 25 ml cspHa kucemuua (r. 3.11). TutpyBa ce ¢ pa3TBOp Ha HaTpyeB
Tocyndar (r. 3.9) mo mosiBsiBaHE Ha MaTOBOXKBIIT LBSIT, [OOABSI ce HuMIeCTeHUsT MHIMKaTop (T. 3.10) u ce 3aBbpiIBa
TUTPYBAHETO.

CbIIOTO THTPYBAHE Ce MPOBEXKIIA C TOYHO M3MepeHa cmec ot 25 ml pearent Ha JTyd-Ilopn (r. 3.8) u 25 ml Boma crien
moGasstse Ha 10 ml pastop Ha Kanues o (T. 3.12) n 25 ml capHa kucermua (1. 3.11) Ge3 KumeHe.

6. WsuncnsBane Ha pe3ynTaTuTe

C nomoura Ha TabnuiaTa ce ONpeleNis KOMMYECTBOTO IIMIOKO3a B Mg, KOETO CHOTBETCTBA HA PA3NMKATA MEXIY
CTOIHOCTUTE Ha [BeTe TUTpyBaHus, uapaseHa B ml Hatpues tnocyndar 0,1 mol/l. Pesynrarbr ce m3spassiBa Karo
IPOLIEHT OT Ipobarta.

7. Cnenmanau npouemypu

7.1. Axo ce u3crensat GoraTyt Ha Meriaca gypaxu 1 mpyru crabo xomoreHHU gypaxu, 20 g oT mpobara ce MPeTerssT u ce
nocrasst 8 500 ml Boga B 1-utposa MepuTertHa Konba. Pasmecsar ce emyH uac B 6apabaren cMecurent. V36uctps ce ¢
pasreopu Ha Kapes I (r. 3.2) u II (1. 3.3), kakto e ommcano B T. 5.1, kato obaue ce M3MON3BAT UETHPUKPATHU
KOITMYECTBA OT BCEKM peareHT. [lombisa ce o mbiHus 0beM ¢ 80 % etaHon (v/v).

Xomorennsypa ce u ce ¢punrpupa. ETaHOITBT ce OTCTpaHsIBa, KAKTO € OmMcaHo B T. 5.1. AKO HSIMa IEKCTPUHM3UPAHO
HMILECTe, ChIBPXKAHMETO Ha KonbaTa ce OITHIIBA IO IbIHIS 00eM C JeCTUIIMPaHa BOfa.

7.2. AKO ce u3cIelBa Meraca M CypOBMHM 3a Qypaxu 6e3 mpuMecy, KOUTO ca 6OraTi Ha 3aXap ¥ IOUTM He ChIbpKaT
HuLecre (POXKOBH, CYLIEHO LBEKJIO M [IP.), C& HIPETErIST 5 g, MOCTaBsIT ce B MepuTenHa konGa or 250 ml, nobassr ce
200 ml pmecrmnypana Boma ¥ ce pa3mecBaT B OapaGaHHMS CMECHTET eIMH 4ac WM II0Bede, aKO € HeOoOXOmMMO.
M3buctps ce ¢ pasreop Ha Kapes I (1. 3.2) u pasrsop Ha Kapes II (1. 3.3), xakTo e ommcaso B 1. 5.1. [lombnsa ce 10
IIBITHMSE 00eM ChC CTYIEHa BOIA, XOMOTEHM3Mpa ce U ce uiITpupa. 3a aa ce Onpefeny KOMMuecTBOTo 00y 3axapH, ce
NPOIbIIKABa, KAKTO € OIVICAHO B T. 5.3.

8. 3abenexku

8.1. 3a ma ce m3berHe oOpasyBaHeTO Ha IISIHA, MPENOPBUBA Ce [Ia ce To0aBu (He3aBncyMo oT obeMa) mpubmmsurento 1 ml
3-merniOyTas-1-o11 (1. 3.14) npeny KumBaHeTo ¢ peareHta Ha JIy¢-ILlopn.

8.2. Pazrikara MexXmy ChIbPXKAHMETO HA OOLIM 3aXapy CIel MHBEPCHUSI, M3Pa3eHy KaTo INIOKO33, M ChIbPXKAHMETO HA
Pelylumpaly 3aXapu, U3paseHn KaTo [JI0K03a, yMHoKeHa 1o 0,95, naBa NpOLEHTHOTO ChIbpPKaHME Ha 3aXaposa.

8.3. Morat n1a ce U3MoIn3BaT iBa MeToMa 3a OIpPENENAHE HA KOIIMYECTBOTO Ha penylypall 3aXxapyl C M3KITIOYEHNE Ha JIAKTO3a:

52129 ELL http://data.europa.eufelijreg_impl/2024/771/oj



OB L, 15.3.2024 1. BG

8.3.1. 3a npuONMBNTENHO M3UMCISIBAHE, YCTAHOBEHOTO C IPYT aHATIMTIYEH METON ChIbPXKAHME Ha JIAKTO3a Ce YMHOXaBa IO
0,675 1 MOITy4eHMAT PE3yINTAT Ce U3BaxKNa OT ChIbPKAHNETO Ha peyLMpaITe 3aXapi.

8.3.2. 3a TOYHO M3YNMCIISIBAHE HA KOMMYECTBOTO PELyLIMPALI 3aXapy, C M3KITIOYEHE Ha J1aKTo3a, TpsIOBa [1a Ce M3IION3Ba eHa
¥ Chllia oA 3a IBeTe KPajtHu onpenernssHus: ENMHMAT aHau3 ce IIPaBy ¢ YacT OT pa3TBOpa, MOITyUeH 10 MpOLeNypaTa
BT. 5.1, a IPYIUAT — C YaCT OT Pa3TBOPA, IOJIyYeH IIPU ONPENENIAHETO Ha J1aKTO3aTa 10 METONIA, IOCOYEH 3a Ta3M LIel
(crem pepMeHTMpaHe Ha IPYTUTE BUIOBE 3aXap U M3OMCTPSIHE).

VI B BaTa ciyuast KOJIMYECTBOTO HallMYHA 3axap ce onpeferis 1o mMerofa Ha JTy¢-Illopn u ce u3umcisiza B mg IoKo3a.
EnHara 0T CTOIHOCTHTE ce M3BAXKMa OT APYraTa M Pa3iyKaTa ce n3passsa KaTo IPOLEHT OT TENoTo Ha npofara.

[Ipumep
IIBara obema, B3eTH 3 BCAKO OIpeTIeNeHNe, OTroBapsT Ha mpoba or 250 mg.

B mpBust crtyyaii ce uspasxopsar 17 ml pasreop Ha Hatpues Tvocyndar or 0,1 mol/l, cborsercrsaum Ha 44,2 mg
ITIIOK033; BbB BTOpus — 11 ml, coTBeTCTBaIM Ha 27,6 mg ITIIOKO3a.

Pasnmkara e 16,6 mg 1oko3a.

CbIbpKAHMETO HA PeMyLMpALy 3aXapy (C M3KITIOYCHME Ha JIAKTO3a), M3YICIIEHO KaTo [III0KO033, € CHOTBETHO:
4x16,6 __ )
—- = 6,64%
Tabauya na cmoiinocmume 3a 25 ml peazenm wa ITyd-Lllopa

ml Na, S, O; 0,1 mol/litre, 3arpsiBane — nse MUHYTH, KUIIEHE — [IeCeT MMHYTH

Na, S, O3 [moKo3a, ppyKTO3a, MHBEPTHY 3aXapy JlakTO3a Na, S, O3
0,1 mol/l Cs Hy, O Cy, Hyy Oy 0,1 mol/l
ml mg pasrmka mg pasrmka 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

1. OIPETEISHE HA JTAKTO3A

1. Len n o6xBar

Hacrosimmsr MeTon 1aBa Bb3MOKHOCT [1a Ce ONpEeNyt ChIbPXKAHMUETO Ha JIAKTO3a BbB Qypaxit, ChIbPKALIM [T0BEYe OT
0,5 % nakro3a.
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2. IpyHumn

3axapurte ce pa3TBapsIT BbB BOIA. Pa3TBOPBT Ce MoIara Ha (epMeHTALNs MO Bh3LelCTBIE Ha gpoxmuTe Saccharomyces
cerevisige, KOUTO He 3acsirat nakrosara. Criert u30McTpsiHe M GUITPUpaHE CHIBPKAHMETO Ha JTAKTO3a BbB QMIITpaTa ce
onperens o Merona Ha JIy¢-Illop.

3. PearenTu

3.1. Cycnensust Ha Saccharomyces cerevisiae: 25 ¢ npecHu mpoxmu ce cmecBar cb¢ 100 ml Boga o mosyuasaxero Ha
cycnensus. CycneH3nsaTa MOXKe 1a Ce 3ala3y Hali-MHOTO €Ha CEIMMIA B XTAIUITHNK.

3.2 Pazreop Ha Kapes I: 21,9 g umnkos anerar Zn(CH;COO), 2H,0 u 3 g Ge3BofHa oLeTHa KICEIMHA Ce PasTBAPST BbB
sona. Jomsnsa ce go 100 ml ¢ Boma.

3.3. Pazreop Ha Kapes II: pasreapsr ce b8 Bona 10,6 g kanues pepormarmn K, Fe (CN)g 3H,O. Jomsnsa ce no 100 ml ¢
BOTIA.
3.4. Pearenr Ha JTy¢-Ilopn:

Tlpn BHMMATENHO pa3ObpKBaHe, PasTBOPBHT HA JIMMOHEHa KucenuHa (T. 3.4.2) ce moGaBst KbM pasTBOpa Ha HaTpueB
kapOoHar (1. 3.4.3). [obGaBst ce pa3rBopsT Ha MemeH cyndar (T. 3.4.1) u ce mombinea 1o 1 mursp ¢ Boma. OcTass ce a
TpecTou e[Ha Houl i ce ¢uiTpupa. [[poBepsiBa ce KOHLEHTpaLWsATa Ha Taka nomydenns peakrus (Cu 0,05 mol/litre;
Na,CO; 1 mol/l). Croitnocrra Ha pH Ha pastsopa e mpubnusutento 9,4.

3.4.1. PazrBop Ha MeneH cyndat: 25 g mener cyndar u SO, 5H,0, HechrppaKan xens3o, ce pasreapsr 8 100 ml Boma.
3.4.2. PazrBop Ha nmMoHeHa kucemuua: 50 g mmmorena kucenuaa CsHgO,*H,O ce pastsapsit 8 50 ml Bora.
3.4.3. PasrBop Ha HatpyeB Kap6oHat: 143,8 g Ge3BomeH HaTpues KapOoHaT ce pastBapsr B npubmmsnrenHo 300 ml romna

Boma. OcTaBsi ce ma ce OXJIafm.

3.5. ['panynupana nemsa, KUIIHATa B COJIHA KVCENMHA, IIPOMUTA C BOLIA M U3CYLIEHA.

3.6. Pa3rBop Ha Kanues itogun, 30 % (w/v).

3.7. Csipna kucenmua, 3 mol/l.

3.8. PazrBop Ha Harpues tnocyndar 0,1 mol/l.

3.9. Pa3TBOp Ha HuirecTe: CMec OT 5 g pasreopymo Humecte B 30 ml Boga ce mpu6asst kbM 1 murbp Kursima Boga. OcTasst
ce Ja KUIM TPU MMHYTH, OCTaBs Ce J]a Ce OXJIalM U, aKo e HeoOXomumo, ce 106aBsT 10 mg XyBaueH HOOMI Kato
KOHCEpBAHT.

4. Amnaparypa

BomHa 6aHst ¢ TepMocTat, HactpoeH Ha 38—40 °C.

5. Ipouemypa

Tpeterns ce 1 g oT npoBara ¢ TOYHOCT O 1 Mg ¥ Ta3u YacT OT npobara ce nocrasst B MepuTenHa Konba or 100 ml.
Hobassr ce 25—30 ml Boma. Konbara ce mocrasst B KU BOAHA OaHs 32 TPUAECET MIUHYTH M CJIET TOBA CE OXITAXIa
o npubmsurenHo 35 °C. [Joassr ce 5 ml ot apozkpeHara cycrnensus (1. 3.1) u cMecta ce xoMoreHusupa. Konbara ce
OCTaBsI [1a IPECTOY [1Ba yaca Ha Bo[Ha GaHst rpu temmeparypa 38—40 °C. Oxnaxna ce go npubmmsurento 20 °C.

HoGassr ce 2,5 ml pasrsop Ha Kapes I (1. 3.2), GbpKa ce TpumeceT ceKyHy, cilef ToBa ce gobassr 2,5 ml pastsop Ha
Kapes II (1. 3.3) u otHOBO ce Gbpka Tpumecer cekyHmu. Homsnea ce go 100 ml ¢ Boma, pas6bpksa ce u ce punrpupa. C
TIOMOLITA Ha [IMIIET Ce B3UMa YacT OT (uiIrpata — He noBeye 0T 25 ml, 10 Bb3MOKHOCT CbC ChIbpXKaHNE Ha JIaKT03a
ot 40 no 80 mg — u ce mpexBBpIIA B epreHMaiteposa Konba ot 300 ml. Ako e Heo6xomMMO, ce mombBa g0 25 ml ¢
BOJIA.

TpaBu ce mpasxa mpoba mo chums Haumd ¢ 5 ml mpoxmeHa cycmensus (3.1). ChObpXKaHMETO Ha NAaKTO3aTa Ce
onpenens 1o meroga Ha JIy¢-Lllopn, kakro cremsa: npubassrt ce TouHo 25 ml pearent Ha Jly¢-Ilopn (3.4) u mse
rpaHymm nem3a (1. 3.5). bbpka ce Ha pbKa, KaTo €MHOBPEMEHHO Ce HArpsiBa Ha OTKPUT IVIAMBK ChC CPEIHA BUCOUMHA, U
TEYHOCTTA Ce JJOBEKIA 10 KMIeHe 3a OKOIO JiBe MUHYTH. EprieHMaliepoBata Kornba ce OCTaBs BeTHATa BbPXY ITOKPUTA C
a30ect TerneHa Mpexa ¢ OTBOp € IMAMeThp OKOJIO 6 CIn, [IOM KOSTO € 3aIlalleH IU1aMbK. [IIaMbKBT ClleliBa [ja ce peryipa
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Taka, ue caMo OCHOBATa Ha eprieHMaitepoBara Konba a ce Harpsisa. Eprenmarieposara konba ce cBbp3Ba KbM 00paTeH
xyagHuK. OcTaBs ce Ja KMy TOUHO feceT MuHyTH. OXJTaxk[ia ce Be[JHara B CTylieHa BOJA 1 CIIell OKOJIO IEeT MUHYTH ce
TUTPYBA, KAKTO CllefBa:

Io6assr ce 10 ml pasreop Ha Kasmes fomun (r. 3.6) M BefHara ciiell ToBa (BHMMATEIIHO, 3aLIOTO MMa ONACHOCT OT
obunHo obpasysane Ha msiHa) ce mobassr 25 ml csipua kucemmua (1. 3.7). TutpyBa ce ¢ pasTBOp Ha HaTpueB
Tocyngar (1. 3.8) 00 NOsBABaHE HA MATOBOXKBIT LBAT, 100ABs Ce HUIIECTEHMST MHIMKATOP (T. 3.9) u ce 3aBbpiIBa
TUTPYBAHETO.

ChLIOTO TUTPYBaHE Ce MPOBEXMIA C TOYHO M3MepeHa cvec 0T 25 ml pearent Ha JTyd-Ilopn (1. 3.4) n 25 ml Bona cren
noGassise Ha 10 ml pastBop Ha Kanues o (1. 3.6) u 25 ml csapHa Kucenuua (1. 3.7) 63 KumeHe.

6. U3uncnsasane Ha pe3ynraTure

Karo ce n3nonssa npumoxeHara Tabuia, ce YCTAHOBSIBA KOIMUECTBOTO JIAKTO3a B Mg, KOCTO OTIOBAPS HA Pa3nyKara
MEXIIy pe3yNTaTiTe OT ABETE TUTPYBaHMs, u3paseHo B ml Hatpues tnocyndar 0,1 mol/l.

PesynTarhT ce M3passiBa KaTo MPOLEHT Ge3BOIHA JIAKTO3a OT NPobaTa.
7. 3abenexku

1. 3a npomykTy, chIbpxaiy nosede or 40 % depmeHTMpYeMa 3axap, ce M3NON3BAT MoBeue oT 5 ml IpoxieHa
cycrensus (1. 3.1).

2. B xpaHuTe ¢ ,HaMaJeHO CHIbPXKAHME Ha JAKTO3a“ (HAIp. MIISIKO 33 KOTKM) JIAKTO3aTa ce MpeoOpasysa BbB
dpyKTO3a, KOATO HE MOCTUra IbTHA epMEHTALNSI B PAMKUTE HA 2 Yaca, KOETO BOMM [0 TO-BUCOKM WIIA JIO
arnuyBy MOMOKNTENHI Pe3yNTaTy (Thil KaTO B €KCTPAKTA OCTABAT OCTATBLM OT PPYKTO3a).

Tabauya Ha cmotinocmume 3a 25 ml peazenm a JTyd-ILopa

ml Na, S, O; 0,1 mol/litre, 3arpsBane — 1Be MUHYTH, KMITEHE — JeceT MMHYTH

Na, S, O3 [1ioko3a, GpyKTO3a, MHBEPTHN 3aXapy JTakTo3a Na, S, O;
0,1 mol/l Cs Hy, O Ci2 Hyy Oy 0,1 mol/l
ml mg pasnumka mg pasinuka 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
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3.1.

3.2.

3.3.

3.4.

3.5.

4.1.

4.2.

5.1.

K. OINPEJEJIAHE HA HUILIECTE

[TOJIAPMMETPUYEH METO[]

Len n o6xBar
HacrosmmsT MeTor [1aBa Bb3MOXKHOCT 1A CE ONPENENH ChIIPKAHMETO HA HUIIECTE M HA TPOTYKTH OT PasrpaxiIaHeTo
Ha HUILIECTE C BUCOKO MOIIEKYITHO TEITIO BbB QypakuTe, C LEN MPOBEPKA HA ChOTBETCTBUETO C OOSIBEHATA eHEpIMitHa

croitHoct (pasnopen6u B npunoxenne VII) u ¢ Permament (EO) Ne 767/2009.

Hacroammat MeTon criena fa ce M3I0513Ba 3a ONpeNeisaHe Ha ChIbPKAHMETO Ha HMIIECTE 33 LENUTe Ha U3UMCIIABAHETO
Ha eHepIMiTHATA CTOMHOCT Ha dypaxuTe.

B cnyqaﬁ ue CbIbPKAHMETO Ha HUIIECTE TpH6Ba na 6'1)[16 OIPENENICHO 3a OpYIM LENy, MOraT Ha Ce M3IOJI3BAT OpYyIrn
METOIM 3a aHaJIN3.

IpyHumn

MertomsT BKITIOUBA ABe OmpemensiHus. Ilpu mbpBoTo mpobata ce TpeTMpa C paspefeHa comHa KucenyHa. Crien
u30MCTpsHE U QUITPUpaHE Ce M3MepBa BbPTEHETO Ha INIOCKOCTTA Ha MOJIIPU3ALISTA HA PAa3TBOPA Upe3 MOJIIPUMETPISL

IIpn Bropoto mpofara ce momara Ha ekcrpakumst ¢ 40 % eranon. Crel NMORKMCIIsiBAHe Ha (MITPAaTa CbC COIHA
KUCETMHA, M30UCTpsiHe M UITPUpPaHe ce M3MepBa BHPTEHETO Ha IIOCKOCTTA Ha MOJSPU3ALMSTA, KAKTO IPY IbPBOTO
OnpefesHe.

Karo ce yMHOXM pasimKaTa MeXiy [IBETe M3MEPBAHMUsI C KOCQUIMEHT, KOIITO € M3BECTEH, Ce MONyyaBa ChIbPXKaHUETO
Ha HyecTe B mpodara.

Pearentn
Pa3rBop Ha conHa Kucenmua, 25 % (w/w), wistsoct: 1,126 g/ml.

Pa3TBOp Ha COJHA KyceNHa ¢ KoHueHTpauys 1,13 % (w/v).

KoHuenTpauusira TpsiGBa [ja ce IPOBEpY 4pe3 TUTPYBAHe, KaTo Ce M3ION3BA pa3TBop Ha Hatpues xumpokcun 0,1 mol/l,
B nipuchcrBue Ha 0,1 % (w[v) Metuioso yepsero B 94 % (v/v) eranor. 3a HeyTpanmusarysta Ha 10 ml ca Heobxommmu
30,94 ml NaOH 0,1 mol/l.

Pazreop Ha Kapes I: 21,9 g umnkos anerar Zn(CH;COO), 2H,0 u 3 g Ge3BofHa oLeTHa KICEIIMHA Ce PasTBapsT BbB
pona. [lombisa ce 1o 100 ml ¢ Bopa.

Pazreop Ha Kapes II: pasrBapsit ce BbB Boma 10,6 g xanmes ¢epounannn K, Fe(CN)g 3H,0. Homsnsa ce mo 100 ml ¢
BOTIA.

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

Amnaparypa

Epnenmaiepoa konb6a ot 250 ml, cbc cTaHTapTeH CTbKIIEH WU U ¢ 0OpaTeH XITAIHYK.
TToNApUMETbP MM 3aXaPOMETHP.

Ilpouenypa

Iodzomosra Ha npobama

TpoGara ce pasTpolasa 0 MONyyYaBaHe Ha IOCTATHYHO IPeOHM YAaCTHMIIN, 3a []a MOXe LisTaTa npoba a mpeMuHe mpes
CUTO C KPbIJIY OTBOPM ¢ ronemmuta 0,5 mm.
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5.2.

5.3.

6.1.

Onpedengre na 06u0mMo 8eptieHe HA NA0CROCMMA Ha noadpusayuama (P uau S) (es. 3abeneskra 6 m. 7.1)

TIpeternar ce TOYHOCT 40 eAMH mg 2,5 g OT HATpolIeHaTa Ipoba M ce MOCTaBsT B rpamympana konmba or 100 ml.
TpuGassr ce 25 ml conHa kucenuua (T. 3.2), pasKiawa ce 10 NOJyuaBaHe HA PABHOMEPHO pasiperelieHye Ha
npobara, u ce gobassr owe 25 ml conHa kucenuaa (1. 3.2). Konbara ce noranst BbB BoJiHa OaHsl ¢ Bpsilia BOJIa, KaTO
EHEPIMYHO Ce pa3Kialld TMpe3 MHPBUTE TPM MUHYTH, 3a [a Ce MPEmOTBpaTM OOpa3yBaHETO Ha ariOMepaTil.
KonuuecToto Boma BbB BOfHATa OaHs TpsOBa 1a € OCTATHYHO, 32 [d MOXe IPY IOCTaBsHe Ha Konbara B Hes
KMIeHeTO Ha mpombiiku. Konbara He TpsbBa 1a ce M3Baxma OT OaHsATa MOKATO Tpae paskiamanero. Touro cren 15
min Konbara ce M3Baxma oT BomHata Ganst, nobassr ce 30 ml crymeHa Boma 1 HesabaBHo ce oxnaxima 1o 20 °C.

o6assr ce 5 ml pasreop Ha Kapes I (1. 3.3) u ce pasébpksa okoso 30 cexynmu. lobassr ce 5 ml pasrsop Ha Kapes II
(r. 3.4) n ce pasbppksa ome okono 30 cekyHnu. [ombiBa ce ¢ BOmA 1O 3ambiiBaHe Ha o0ema, pasdbpKea ce U ce
duntpupa. Ako QUITPAaTHT He € MOeATHO OMCTBP (KOETO PSAKO Ce CIyuBa), ONMPEHENsIHeTO Ce MOBTapsi, KaTo ce
M3II07I3Ba [1O-TOJISIMO KOMMUeCTBO pasrBop Ha Kapes I u II, Harpumep 10 ml.

C momnspuMeThp UM 3aXapoMeThP Ce M3MepBa BBPTEHETO Ha MIIOCKOCTTA Ha MOMSPU3ALMATA HA Pa3TBOpa B eMpyBeTKa
or 200 mm.

Onpedengne Ha 8ePMEHEMO HA NAOCROCTMA Ha noadpusayuama (P uau S') na eewsecmea, pasmeopumu e 40 % emaron

Ipeternar ce 5 g OT mpobata ¢ TOYHOCT IO eIMH Mg, MOCTABAT e B rpagyupana konba or 100 ml u ce npubasar 80
ml eraHon (r. 3.5) (BX. 3abenexka 7.2). KoGara ce ocTaBsi € B IPOAbIKeHNe Ha 1 yac Iy CTailHa TeMIepaTypa; mpe3
TOBA BpeMe TSl LIECTKPATHO Ce Pa3K/IAlld HePruuHO, TAKa Ye MpobaTa 3a aHANM3 HAITBIHO [ Ce CMECH C eTAHONA.
HomsiBa ce ¢ eTaHoT (T. 3.5) [0 3ambiBaHe Ha oGeMa, pa3obpKBa ce 1 ce GuITpupa.

Ormepgar ce ¢ nera 50 ml or uirpara (otrosaps Ha 2,5 g OT mpo0ara) u ce [OCTABAT B eplieHMaliepoBa Korba ot
250 ml, mpubasst ce 2,1 ml conna kucemuua (1. 3.1) u ce paskiama exepriyso. OGPaTHUAT XITANHNUK Ce MOHTMPA
KbM epIieHMaliepoBata Koj0a i Ts ce moTanst B Oamst ¢ Bpstua Boma. Touro cien 15 MuHyTH epreHMaiiepoBata Konba
ce M3BaXMma OT BOIHATA OaHs, CHIbPXKAHMETO J Ce MpPeXBBPIA B rpamyupada komba or 100 ml, karo xombara ce
U3IIIaKBa C MAJIKO CTyHeHa Bofa 1 ce oxnaxmna no 20 °C.

Coabpzxanmero ce u3buctps ¢ pasteop Ha Kapes I (1. 3.3) u I (1. 3.4), momrbisa ce ¢ Boa 0 MbITHMS 00eM, pasObpKaa

ce, GuiTpypa ce 1 ce M3MepBa BbPTCHETO Ha IIOCKOCTTA HA MOMSAPM3ALNATA, KAKTO € IIOCOYEHO BB BTOPUS U TPETHS
naparpad Ha Touka 5.2.

Uzuucnssane Ha pe3yinraTure

C1>111>p>x<aﬂmeTo Ha HULIECTE (B %) CE€ U3UMUCIIABA, KAKTO CIICIBaA:

Vismepsane ¢ nongpumemsp

2000 x (PP’
Coabpxanue Ha Humecte (B %) = %
[G]D
P= 0010 BbpTeHe Ha MIOCKOCTTA Ha MOTISIPU3ALMSTA B TPaLLycH
P= BbPTEHE Ha IUIOCKOCTTA Ha MOTSIPY3ALIMsITA B IPAJIyCH Ha BewlecTsara, pasrsopumu B 40 % (v/v) eraHon
[a])" = Creumduuno BhpTeHe Ha MIOCKOCTTA HA MOMAPU3AIMATA 32 YMCTO HIIIECTe. UNCTIOBUTE CTOMHOCTH,, KOUTO

OOMKHOBEHO ce npueMar 3a TO3M IapaMmeTsp, ca CIIENHUTE:

+185,9%  opu3oBo HumecTe
+185,7°:  xaproeHO HuecTe
+184,6% umapeBMYHO HuIeCTe
+182,7°. MIIEHNYHO HUILECTE
+181,5°. eueMMUEHO HMILECTE
+181,3%  oBeceHo HuMIECTE

+184,0°  ;pyru BumoBe HUIIECTE 1 CMeCU OT HULIECTe B KOMOMHMPAHH ypaxy
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6.2. Wsmepsane cec 3axapomemep

/
2000 , (2Nx0,665)x (S-S ) _ 266N (S-S

Cobabpxanue Ha Humecte (B %) =

20° 20°
ol 10 b
S= 06110 BbpTeHe Ha MIIOCKOCTTA Ha MOJSIPU3ALMATA B IPAllycil Ha 3aXapoMeThpa
= BbpTeHe Ha IIIOCKOCTTa Ha NONAPU3aLMATA B IPAlycy Ha 3aXapoMeThbpa Ha BellecTsaTa, pasrsopumu b 40 %
(v[v) etaron
N= Terno (B g) Ha pasrBopera B 100 ml Boma 3axapo3a, KOSTO MpeIM3BMKBAa BHPTEHE Ha IUIOCKOCTTA Ha
nomnspusaumsara or 100 rpamyca 1o ckanata Ha 3aXapoMeTbpa, M3MEPEHN TIPU U3IION3BaHE Ha ENPYBETKa OT
200 mm
16,29 g nipu $ppeHcKuTE 3aXapOMETPU
26,00 g ipy HEMCKUTE 3aXapoOMETPU
20,00 g mpy cMeceHM 3aXapOMETPHL.
[0])" = Creum¢uuno BbpTEHE MITOCKOCTTA HA TIONAPHU3AIMAATA HA YMCTOTO HiecTe (BX. T. 6.1)

6.3. ITosmopdemocm

Pa3nukarta B pe3ynTaTiTe OT [BE HapasIeliHM ONPENesISHIS, M3BbPLICHN C eHa M Chlla po0a, He TpsIOBa Ja peBHLIaBa
0,4 kato abCOTIOTHA CTOMHOCT IPU ChIIbPXKaHMe Ha HuiecTe MO-HUCKO oT 40 %, 1 1 % KaTo OTHOCHTENHA CTOHOCT
TIpM ChIbpKaHue Ha Huulecte T 40 % urm nopeye.

7. 3abenexku

7.1. Ako npobara chIbpKa noseye ot 6 % KapOOHATH, M3UMCIEHN KaTo Kaniues KapboHar, Te TpsioBa 1a ce HeyTpanusupar,
KaTo ce 06pa0oTAT C TOYHO OMNPpEeNieHO KOMMUECTBO paspeleHa CApHA KUCENVHA NMpel ONpelelisiHeTo Ha 06LOTO
BbPTEHE Ha IUIOCKOCTTA Ha MOJISPU3ALIATA.

7.2. B ciyyait Ha IPOIYKTH C BUCOKO ChIbpXKaHME HA JIAKTO3a, KaTO CEPyM OT CYXO MIISKO MM CyXO 00e3MaciieHO MILIKO,
cienr karo ce gobassr 80 ml eraron (r. 3.5), ce mpouemypa, KaKTo e ykazaHo mo-nony. CBbp3Ba ce oOpaTHuST
XJTaIHUK KbM KONOaTa M T4 ce moTans 3a 30 MuHyTH BbB BoHa Gaus npy 50 °C. OcTass ce Ja M3CTMHE Y aHAIU3BT
IPOIBIIKABA, KAKTO € YKa3aHO B T. 5.3.

7.3. VI3BecTHO €, ue cremHUTe QYpaxHM CYPOBMHM, KOraTo IPUCHCTBAT BbB (ypaxuTe B 3HAUMTENIHM KONMYECTBA,
TIPEMM3BVKBAT CMYIIEHVS IIPM ONpefeNisiHe Ha ChIbPXAHMETO Ha HMLIECTE IO MOISIPUMETPUYHMS METOL, KOETo 6u
MOIJIO [1a JIOBEJIE 10 HETOUHM Pe3yITaTH:

— TIPONYKTH OT (3aXapHO) IIBEKIIO, KAaTO My OT (3aXapHO) IIBEKIIO, MeJlaca OT (3aXapHO) LBEKIIO, MeMlaceH Iy OT
(3axapHO) LIBEKII0, BUHACA OT (3aXapHO) LIBEKIIO, (LIBEKIIOBA) 3aXap;

— LMTPYCOB MyJIII;
— JIEHEHO CeMe; eKCIIeNiep OT JIEHEHO CeMe; EKCTPaxMpPaHo JIEHEHO CEME;
— PamMYHO CeMe; eKCIenep OT PAMMYHO CeMe; eKCTPAXMPaHO PAalNiHO ceMe; OOBMBKY OT PAlMUHO ceMe;

— CITBHYOINIENOBO CEME; EKCTPAXMPAHO CITBHUOIIENOBO CeMe; CITBHYOITIENOBO CEME, YACTMYHO —OOENeHO,
eKCTPaxMPaHo;

— eKCIleNlep OT KONpa; eKCTpaxipaHa Konpa;

— KaprodeH Iy

— IeXMIPYPaHH TPOKIIL;

— mporykTit, GoraTi Ha MHYIIMH (HAIp. pe3eHKY 1 GPALIHO OT 3eMHU OBIKN);
— NPBXKY;

— COeBY MPOIYKTH.

B rtesu cnyuanm Moxe fa Obie NPWIOKEH METONBT 3a aHanus, npemsuneH B Permament (EO) Ne 121/2008 na
Komucusira (7). To3u MeTom Moke [1a ce M3MOJI3Ba 1 3a ¢ypax ChC ChIbpKaHMe Ha Hyuecte mox 1 %.

() Pernament (EO) Ne 121/2008 Ha Komucusita ot 11 despyapu 2008 1. 3a ycTaHOBsIBaHe Ha METOMIA 3a aHAIM3 3a OIIPEMESIsIHE Ha CHIIbPXKAHMETO
Ha HMIIECTE B IperapaTyt OT BUIOBETe, U3MON3BaHM 3a XpaHa Ha KusoTHM (kon o KH 2309) (OB L 37, 12.2.2008 r., cp. 3).
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4.1.

4.2.

4.3.

5.1.

5.2.

7.1.

7.2.

7.3.

J1. ONPEHEJIAHE HA CYPOBA IIEIIEJT

Llen u o6xBar

Hacrosiuyst MeTof 1aBa Bb3MOKHOCT 1A Ce ONPeNeNyt ChIbPKAHUETO Ha CYpOBA IIeTeNl BbB QypaKuTe.

IpyHumn

TpoGara ce onenenssa npu 550 °C; OCTaTHKBT Ce peTersi.

PearenTu

PasrBop Ha amMoHueB Hutpart, 20 % (W/v).
Amnaparypa

Harpesarenna mmoua

EnekTpuuecka MyderHa mell ¢ TepMocTar.

KBapLosy, MopLesiaHoBM WiV [UTATMHEHM TUITIM 3a OIeleNisBaHe, IpaBobrbiay (mpubm. 60 x 40 x 25 mm) wim
KpbImu (mmamersp 60—75 mm, Bucounta 20—40 mm)

IIpouemypa

TIpeTernar ce ¢ TOYHOCT IO €OMH Mg OKONIO 5 g OT mpobara (2,5 g IpM HPOLYKTH, KOMTO MMAT CBOJICTBOTO Aa
HaGb0BAT) U ce [IOCTaBS B TUTEN 34 OIleIeNsBAHE, KOTO e OuIT mpensaputenHo Harpst 10 550 °C, oxyiazeH U Tapupa.
TurensT ce mocTaBs BbPXY HarpeBaTelHaTa IUIOYa M CE HarpsBa IOCTENEHHO, JOKAaTO BELIECTBOTO CE OBBINIL
OnenenspaHeTo ce U3BBbPLIBA B CHOTBETCTBYE C IIpoOLeNypaTa B T. 5.1 wmm T. 5.2.

TuresTsT ce MOCTaBs B Karmbpupana Mydenta mer, Hactpoera Ha 550 °C. [IbpXu ce IIpy Ta3y TeMIepaTypa, JOKaTo ce
nonyuy Osifia, CBETIO CMBA MM YepBEHMKABA IIETEIN, KOSITO BUIMMO He ChIbPXKa BBITICHOBM yacTuim. THrembT ce
IOCTaBsI B KCVKATOP, OCTABsI CE [1a C€ OXJIAIM U Ce IIPETErist He3abaBHo.

TurersT ce nocTass B Kanubpupana My¢enHa meu, Hactpoesa Ha 550 °C. Ocrasst ce f1a ce onerernsisa 3 uaca. Turemst
ce TOCTaBs B €KCYKATOP, OCTaBs CE JIa Ce OXITAIM U ce TpeTers HesabaBHo. Onenensisa ce OTHOBO B MPOIIBIIKEHME HA
30 MuHYTH, 32 [1d Ce TapaHTMpa, Ye TEINOTO Ha IIeMeNTa Lie OCTAHe MOCTOSIHHO (3ary0ata Ha TEINO MexXMy IBe
TOCIIEOBATEITHY [IPeTer/IsiHust TpsiOBa 1a ObIe [To-Majika My pasHa Ha 1 mg).

U3uncnsasaHe Ha pe3ynraTure
Termoro Ha ocTaThbKa ce M34MCIIsIBA, KaToO Ce M3BaXKIa TEITOTO Ha Tapara.

Pe3ynTarsT ce M3passBa KaTo MPOLEHT OT Ipobara.
3abenmexKu

[lenenta Ha cy6cmanyuu, ROUMO ce Oneneaseam mpyono, Tpsibsa 1a Obiie MOLIOKEHA Ha ITHPBOHAYAIIHO ONeNeNsBaHe B
IPOIbIIKEHE Ha Hall-Malko TPy yaca, aa O'ble OXTameHa ¥ CIIel ToBa 1a ce H00aBsT HAKONKO Karky 20 % pasTBop Ha
AMOHMEB HUTPAT WM BOJIA (BHMMATEIHO, 34 [1a ce M30erHe PaspaliaBaHeTo Ha Menenta iy oOpasyBaHeTo Ha Gyumii).
Cren M3cymasaHe B IelITa KaIUMHNPAHETO ce NpOmbKapa. [IoBTaps ce omepaumsTa KOJIKOTO ITbTU CE Hanara Iio
TIOCTUTaHe Ha ITBITHO OTeMNerisBaHe.

Tpu cy6cmanyuu, ycmotiuusu rRem 06pabomrama, onycana B T. 7.1, ce IpoLenupa, KakTo CIeMBa: CIel ONeNeNsBaHe B
NPONBIIKEHNME HA TPY 4Yaca, NEMeNnTa ce IMOCTaBsi B TOpella BOJA 1 ce QMITPMPa MPe3 MATbK, HEeChIbpaKalll Iereny
$wnrbp. QuITHPBT M CHIBPKAHMETO My Ce OTENENABAT B IbpBOHAYANHMS Tren. (DUIITparsT ce MocTaBs B OXIaneH
TUTeII, U3MapsIBa ce N0 CYXO, ONeNeNsBa ce Vi Ce MPETers.

Korato ce m3cremBaT macaa U MA3HUHU, ce TIpeTernst TOYHO mpoba oT 25 ¢ B NOIXOMSANL MO Pa3Mepy THTeIL
Cy6craHumsTa ce OBBITISIBA, KAaTO Ce 3allamy ype3 MOTHACSHE HA TOPSIIA JIEHTA OT QMITbPHA XapTisi, KOSITO HE
cbIbpxKa nenemy. Cliell OBBITIABAHETO Ce HaBIaXXHsBA C KOJIKOTO € BB3MOXKHO MO-Manko Bofa. Cren msrapsHeto ce
HaB/1aXH#ABA C KOJIKOTO € Bb3MOKHO I10-MaJIKO BOIIA, M3CYLIaBa CE U CE OIENENABa, KAKTO € OMMUCAHO B TOUKa 5.

M. OIPEJEIIAHE HA HEPASTBOPUMA B COJTHA KMCETIMHA TIEITEJT

Len n o6xBar

Hacrosiumsar MeTon maBa Bb3MOXKHOCT [1a ce OIPENENy ChIbPKAHNETO HA HEPA3TBOPUMM B COJTHA KMCEIIMHA MMHEPATTHN
BEILIIECTBA BbB (])ypa)KMTe. B 3aBucuMocCT OT ecTecTBOTO Ha npo6aTa MOraT ia €€ IIpNJI0KaT 1Ba METOMA.
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1.1. Memod A: IpUIOXMUM KbM OPTaHUYHY CYPOBUHM 32 QyPaxXy U KbM NOBEUETO KOMOMHMPAHN Qypaxi;

1.2 Memod B: mpwioxXuM KbM MMHEPAIHU BEIIECTBA M CMECH M KbM KOMOMHMpaHM ypaxy, 4ueto ChIbpXKaHMe Ha
HepasTBOPVMI B COJIHA KVCENMHA BEWIECTBA, OMPEETIEHO N0 METON A, € O-ToNAMO oT 1 %.

2. IpyHmn

2.1. Memod A: mpobara ce omernessea, TereNTa ce KUMBa B CONHA KMUCENMHA M HEPA3TBOPUMIUST OCTATBK e GUIITpUpa u
TIpeTerss.

2.2. Memod B: npobGara ce 06paboTBa CbC CONMHA KHCeMMHA. Pa3TBOPBT ce (MIATPMPA, OCTATBKBT Ce OIEMeNsBa M Taka

ToNyueHara remern ce 06paboTBa Mo MeTox A.

3. Pearentn

3.1. Conna xucenmua, 3 mol/l.

3.2. Pa3TBOp Ha TPUXIIOPOLIETHA KHUCETMHA ¢ KoHUeHTpatms 20 % (w]v).

3.3. Pa3TBOp Ha TPUXIIOPOLIETHA KVCEINHA C KOHIEeHTpamust 1 % (w)v).

4. Amaparypa

4.1. Harpesarenna nioua.

4.2. Erntextpuyecka MyQenHa mel ¢ TepMOCTar.

4.3. KBapiioBy, MOpLENaHOBY WM IUIATMHEHNM TUIIM 33 OINEMNENsIBaHe, IPaBObrbIHK (mpubri. 60 x 40 x 25 mm) wm

KpbIu (mmamersp 60—75 mm, sucounta 20—40 mm)

4.4. Hecwabpxary nenerm ¢puiirpu
5. Ilpouenypa
5.1. Memod A:

Hp06aTa Ce OIenenaBa 10 METOHA, OIVCAaH 3a ONPENENIAHETO Ha CypoBa IEINEIL. Moxe Ha ce m3nonssa u TenenTa,
NOJIy4Y€Ha Mpy IMOCOUEHMS aHATINS.

Tenenra ce mocragst B Gexeposa yawa ¢ BmectuMoct ot 250—400 ml, kato ce usnonssar 75 ml conHa Kucenuua
(rouka 3.1). [loBexna ce 6aBHO 1O KMIEHE M Ce OCTABS 1a KUIIM YMEPEHO B IPOIBIKCHNME HA IMETHATECeT MUHYTIL
Topermsit pasTBop ce GuiTpypa mpe3 GUITbPHA XapTisi, HECHIbP3KALA NEMeNH, U OCTATHKBT Ce IPOMMBA C rOpela
BOJA [10 M34€3BAHE Ha KMCeNMHHATa peakiyd. DuirbphT ¢ ocTaTbKa Ce M3CyIIaBa 1 Ce OTENeNsBa B TAPUPAH TUTEN TIPH
TemIneparypa, He no-Hucka ot 550 °C u He no-ucoxa ot 700 °C. OcTass ce a ce 0OXJay B eKCUKATOP U e MPeTeris.

5.2. Memoo B:

Ipeternsar ce 5 g oT mpobara ¢ TOYHOCT IO IMH Mg U ce MOCTaBsT B Oexeposa yaia ¢ BMecTiMocT 250—400 ml.
Hobassr ce mocnenosarenHo 25 ml Boma u 25 ml conHa kucenmua (1. 3.1), pasObpkBa ce M ce M34aKBa Ha CIpe
kunerero. [lobasar ce ome 50 ml conna kmcenmmua (r. 3.1). V3uakBa ce ga Crpe OTHENSAHETO Ha a3, Cled KOETO
OexepoBaTa uama ce [OCTABsl BbB BaHA C Bpsa BONA M Ce IBPKM TaM TpMAeCeT MUHYTM WIM IOBeye, aKO e
HEoOXOMMMO, 34 [1a Ce XMAPONM3MPA U3LIIIO HULIECTETO, KOETO eBEHTYAIHO Ce ChIbpxKa B mpobara. [Jokato e ropetio,
CHIBPKAHMETO ce GUITPUpa Ipe3 QUIIThp, HeChIbpKAL Merell, u uiTbpbT ce npomusa ¢ 50 ml Toma Boga (BX.
3abenexka B T. 7). QuiTbpbT ce MOCTaBst ¢ OCTaThKA B TUIEN 33 ONENENsABAHE, M3CYLIABA CE VM Ce OIENeNsBa Iy
TemIepaTtypa, He no-Hucka ot 550 °C u He no-ucoka ot 700 °C. [lenenta ce nocrapsi B Gexeposa yaila ¢ BMECTUMOCT
250—400 ml, xaro ce mobassr 75 ml conHa KucenmmHa (touka 3.1); mPOTbIKABa Ce, KAKTO € OIMMCAHO BbB BTOPYS
a63a1l Ha Touka 5.1.

6. U3uncnsasane Ha pe3ynTaTure

TernoTo Ha OCTaTbKA Ce M3YMCIIABA, KATO Ce M3BAXNA TEINOTO HA Tapata. PesyNTaThT ce M3passBa Karo NPOLEHT OT
npobara.
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3.1.

3.2.

3.3.

3.4.

3.5.

3.6.

3.6.1.

3.6.2.

3.7.

3abenmexKu

AKO QUITTpPMpaHeTO Ce OKaxe TPYHHO, AHAIM3BT Ce [IOBTapsi, Kato ce 3aMectsar 50-te ml conHa KucenmHa (touka 3.1) ¢
50 ml 20 % (w/v) pa3TBOp Ha TPUXIIOPOLIETHA KUCEIMHA (TouKa 3.2) 1 ce IpoMuBa GUITHPBT € TOIb 1 % pasteop Ha
TPUXIIOPOLIETHA KICeNMHa (Touka 3.3).

H. OIMPEIEIISHE HA OBLLIOTO KOITMYECTBO GOCHOP

O61woTo chIbpKanue Ha ¢ocdop ce ompemenst MOCPELCTBOM

— METONa 33 aHanu3, npensuneH B crannapt EN 15510 Qypaxu: metomm 3a B3emare Ha poly u 3a aHAIN3 —
OnpenensHe Ha Kamumit, Hatpuil, ¢ocdop, MarHesuil, Kaymil, Xeis30, LUMHK, MeJ, MAaHraH, KoOanr,
MormbpieH u 011080 upe3 [CP-AES nmn

— METONA 3a aHAIM3, npenpyed B crangapr EN 15621 Qypaxi: Metomm 3a B3emane Ha npolu 1 aHanms —
OnperiensiHe Ha Kanumit, HaTpuit, Gocdop, MarHesui, Kaiuii, csipa, KeJsi30, IMHK, Mell, MAHTaH 1 KoOanT
criefl pasnarase nom Hansrade upe3 [CP-AES, nmm

—_— (l)OTOMeTpI/I‘{HI/ISI METO[, OINCaH IO-HOoIIy.

(GOTOMETPUYEH METO[]

Len n o6xBar

HacrosuumsT MeTof JaBa BE3MOXKHOCT J1a Ce ompefeny o01moTo chibpxkanye Ha docdop BbB dypakure. Toit e ocobeHo
IMONXOMSI 32 aHaNM3 Ha NPOIYKTM C HIUCKO ChIbpxkaHye Ha dochop. B Hskow crmyyanm (mpy Oorati Ha ocdop
TPOILYKTH) MOKE JIa Ce U3MOI3BA TPABUMETPUUEH METOIL.

TpuHIMN

[Ipobata ce MyHepanusyupa upes Cyxo M3rapsiHe (3a OpraHMuHM Qypaxy) WM dype3 KUCETMHHO M3BapsBaHe (3a
MUHEpAITHN CMeCU M TedHy ypaxi), Cell KOETO ce MOCTaBsi B PasTBOP Ha KucennmHa. PasrBopbr ce 0bpabotsa ¢
MonuOnoBaHanaTeH peareHT. ONTUYHATA ITBTHOCT Ha Taka 0Opa3syBaHMsi XKBIT PasTBOp Ce M3MepBa ChC
cnekrpodoromersp npu 430 nm.

Pearentn

Kanuues kap6boHar.

Corna Kucermua pyo = 1,10 g/ml (npuGmmsurenso 6 mol/l).
A30THa KucenuHa, pyo = 1,045 g/ml.

A30THa KucenuHa, pao = ot 1,38 no 1,42 g/ml.

CsipHa KucenmHa, pyo = 1,84 g/ml.

MonnbnosanagateH peareHT: B rpamyupana konmba or 1 1 ce cmecar 200 ml pasteop Ha aMoHMeB xerraMonmuOmaT
(touka 3.6.1), 200 ml pastBop Ha aMOHMeB MOHOBaHAmat (Touka 3.6.2) u 134 ml asoTHa KucenuHa (Touka 3.4).
TombiBa ce 10 MbIHKUS 06eM C Bofa.

PasrBop Ha aMoOHMeB xemramonmmbpmar: B ropema Boma ce pastBapar 100 g amomnmes xemramormOmar (NH,)
6Mo0,0,,4.4H,0. [loGasst ce 10 ml amonsik (¢ wrstHOCT 0,91 g/ml) 1 0GemsT ce gombisa no 1 1 ¢ Bona.

Pa3rBop Ha aMOH¥eB MOHOBaHanat: 2,35 g amoHues MoHosananat NH,VO; ce pasreapsr B 400 ml ropewa sona. ITpu
OCTOSIHHO GbpkaHe 6aBHO ce mobassar 20 ml paspenena asorna kmcemmua (7 ml HNOs (1. 3.4) + 13 ml H,O) un
06eMbT ce gomsiBa 10 1 1 ¢ Bona.

CrannapreH pasteop oT 1 mg gocop Ha ml: pasteapsr ce 4,387 g kanues auxumporer pocdar KH,PO, BbB Bora.
Homsisa ce 5o 1 1 ¢ Boma.
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4. Amnaparypa

4.1. KBapuosu, mopuenanoBy UM IIATMHEHN TUITIM 34 OIIENeTIABaHe.

4.2. Erntexrpuuecka MyQenHa mel ¢ TepMocTar, Hactpoet Ha 550 °C.

4.3 Kon6a T Kenpan ¢ o6em 250 ml.

4.4. Tpamympanyt Konbu 1 Ipeuy3Hy ALICTH.

4.5. CriekTpooTOMETB.

4.6. Enpyserkn ¢ npubnusuteneH auamersp 16 mm 1 3amyumarky, KanubpoBaHu 3a ouamersp 14,5 mm; BMeCTHMOCT:
25—30 ml.

5. IIpouemypa

5.1. IIpuzomeane na pasmeopa

Criopen Bia Ha po0ara pa3TBOPBT ce IPUIOTBS 10 HAYMHA, yKa3aH B TouKa 5.1.1 v B Touka 5.1.2.

5.1.1. O6uyaijiHa npouenypa

Iperernst ce 1 g mm nosede ot mpobata ¢ Toyroct g0 1 mg. [Ipobara 3a aHanmu3 ce mocrass B konba Tun Kenmar,
mobassit ce 20 ml csipHa KucenuHa (1. 3.5), Ko0ata ce pasKiIala C LN BELIECTBOTO HATBIIHO [a CE MMIIPETHMpA C
KMCENIMHA U 1A ce MPEOTBPaTH MONENBAHETO My IO CTEHMTE J1, CIIe[l KOETO e HArpsBa M ce MOAIbPKA B TOUKATa Ha
KuIleHe B IPobiKeHne Ha 10 muuyTn. OCTaBst ce Ja M3CTUHE JIeKO, JOOaBsIT ce 2 MIT a30THA KuceruHa (3.4), 1eKo ce
HArpsiBa, OCTaBsI Ce J1a M3CTHHE JIeKO, 100aBs ce Olle MAIKO a30THa KiicenuHa (3.4) 1 OTHOBO ce JOBEXIa 10 TOYKATa Ha
xureHe. Tasy mpoleaypa ce OBTapsi O Mony4asane Ha Ge3useTeH pastBop. [TocnenHysT ce oxyaxkia, 106asst ce MaKo
BOJIA, TEYHOCTTA Ce MPeNuBa B rpamynpana konba ¢ obem 500 ml, kato konbara Kerman ce u3rtaksa ¢ ropeia Boga.
Ocrassi ce 1a M3CTHHE, CIIel KOETO 0OEMBT Ce JOITBIIBA C BOAA M TEYHOCTTA C& XOMOTEHM3MPA 1 GUITTPHpa.

5.1.2. Mpobu, cbabpxRalmM OPraHMUHY BEIECTBA M HECBIBPRKAWM KATUMEBU M MarHe3MeBM IMXUIPOTEH

docdarn.

Oxkorno 2,5 g or pobara ce IpeTermsT ¢ TOYHOCT 10 1 mg B Turen 3a onenensisare. [[po6ata 3a aHanus ce pasObpKBa 10
IIBITHO cMecBaHe ¢ 1 g Kamimes kapOouar (r. 3.1). Cmecra ce omemessia B memira mpy temmeparypa 550 °C mo
nojryyaBaHe Ha OsiTa MM CUBA TIETeNT (MaIIKO KONMUECTBO BBINIEH He € OT 3HadeHye). [lenenTa ce mpecursa B Gexeposa
yawa ¢ obem 250 ml. [ToGassr ce 20 ml Bona u conHa KucenmHa (1. 3.2), JOKATO IpecTaHe OTHENSHETO Ha ras.
Hobaesr ce ome 10 ml comHa xmcemmua (1. 3.2). Bexepopara uama ce MOCTaBsl Ha MAChYHA OAHS M Ce OCTaBS
CHIIBPKAHMETO M JIa Ce CThCTSBA Upe3 M3MapeHye, NOKATO M3ChXHE, TaKa Ye CUIMIMEBMAT IMOKCUI NIa CTaHe
Hepa3tBopuM. OCTaThKBT ce pasTBaps oTHOBO B 10 ml azoTHa KumcenmmHa (T. 3.3) M ce OCTaBsl a KMIM Ha ISICPUHATA
0aHs MM Ha HarpeBaTesIHa IVIoYa 5 MUHYTH, Oe3 Ia ce M3napsisa Jo u3cbxBaHe. TeUHOCTTA ce MpeNnyBa B IpamyyupaHa
xorba ¢ 0bem 500 ml, kato GexepoBara uala ce M3IUIAKBA HAKOJIKO IBTH C Topeia Bona. OCTaBs ce Ia M3CTHHE, CIef
KOeTO 0GEMBT Ce JIOIbIIBA C BOAA M TEYHOCTTA Ce XOMOTEHM3Mpa 1 PUITpupa.

5.2. Honyuasane Ha 0UsemM48aHemo U u3/mepsare Ha ONMuUHaAma nAsmMHoOCm

ANVMKBOTHA YaCT OT MONydYeHWs B CHOTBETCTBME C mpouemypara B T. 5.1.1 wm 1. 5.1.2 ¢unrpar ce paspexna no
IONTyyaBaHe Ha KOHUeHTpauusi Ha gocgop He mo-ucoka or 40 pg/ml. Mocrasr ce 10 ml or Tosu pasrsop B
enpyserka (. 4.6) u ce mobasst 10 ml or MormOnoBaHamaTHuMst peareHr (1. 3.6). CMecTa ce XOMOTEHM3MPA M CE OCTaBsI
[a rpectoy Hai-Manko 10 muHyTy npu Temmeparypa 20 °C. OnTuuHata IUTbTHOCT Ce M3MEPBA B CIIEKTPOPOTOMETHP
npn 430 nm cnpsAmMo pasTBop, moiyueH upe3 nobassHe Ha 10 ml or MommbposananatHust peareHr (. 3.6) kbM 10 ml
BOJIA.

5.3. Kanubpayuonna rpuea

Or crangaptHust pastBop (T. 3.7) ce IPUIOTBST pasTBOPM ChC ChObpPXaHme Ha ¢ocdop cwvorserso 5, 10, 20, 30
u 40 pg/ml. Baemar ce no 10 ml ot Beeku oT pastBopute U KbM TsX ce npubassr o 10 ml or MonmboBaHanaTHMs
pearent (1. 3.6) CMecure ce XOMOTEHM3NMPAT M CE OCTaBAT A NPECTOAT Haji-Maiko 10 MMHYTHM IpM TeMiepaTypa
20 °C. Uamepsa ce ONTMYHATA IUTBTHOCT, KAKTO € YKa3aHO B Touka 5.2. KanmmGpaimoHHata Kpusa ce ouepTasa, Kato
pasIMUHMTE CTOMHOCTM HA ONTMYHATA IUTBTHOCT CE HAHACAT CIPIMO CHOTBeTHMTe Kommuectsa ¢ocop. 3a
xoHueHTpauyy Mexiy 0 u 40 pg/ml rpadukara e nuHeriHa.

6. Uzuucnssane Ha pe3ynraTure

OHpCHCHﬂ C€ KOJINMYECTBOTO (l)OC(l)Op B np06aTa, KaTO C€ M3IO0JI3Ba KaHI/I6paIH/IOHHaTa KpuBa.
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3.1.

3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

3.8.

3.9.

5.1.

Pe3ynrarhT ce M3pa3siBa Kato MPOLEHT OT mpobara.
ITosmopaemocm

Pazmykara MeX[y pesynTaTuTe OT [Be MApayeslHi OMNpEHeNsiHNs, M3BbpIICHN C eIHA M Chbiia mpola, He TpsiGBa ma
HaJIBMILABa:

— 3 %, OT 10-BMCOKATA CTOIHOCT, PY ChIbpKaHMe Ha pocop mox 5 %;
— 0,15 % Karo abcOIIOTHA CTOHOCT IPY ChIbpKaHMe Ha pocdop o 5 % mut moseve.

O. OIIPEJEITAHE HA XJIOP OT XJTOPUIIN

Len n o6xBar

Hacrosmsat MeTon aBa Bb3MOXKHOCT JIa CE OMNpEIENM ChIbPXKAHMETO HA XJIOP B Pa3TBOPUMIM BbB BOUA XJIOPUIM,
0GVMKHOBEHO M3pa3siBaHM KaTo HaTpueB X1opui. Toit e PUIOKMM 32 BCUYKM (Y paKi.

IpyHumn

XrtopuanTe ce pasTBapsIT BbB BOAA. AKO NMPOMYKTBHT ChIbPXKA OPraHMUHN BEW[ECTBA, TOJ Ce MIONJIara Ha M3OMCTpSIHE.
Pa3TBOPBT Ce MOOKMCIISIBA JIEKO € a30THA KMCENMHA M XIOPUIMTE Ce yTasBaT MOf (opMara Ha cpeGbpeH XIOpuH ¢
IoMolITA Ha pasTBOp OT cpebbpeH Hurpar. V3mmmuusr cpeGbpeH HMUTpAT ce TUTPYBAa C PasTBOpP HA aMOHNEB
THOLMAHAT 110 MeTora Ha (onxapr.

Pearentn

Pa3rBop Ha amMoHues Trommasar 0,1 mol/l.

PazrBop Ha cpeGbpen Hutpar 0,1 mol/l.

Hacuren pasteop Ha amonues depucyndar (NH,)Fe(SO4),.
AzotHa KucenuHa, msTHOCT: 1,38 g/ml.

Huetnnos etep.

ALIETOH.

PazrBop Ha Kapes I: 21,9 g umnkos anerar Zn(CH;COO), 2H,0 u 3 g Ge3BofHa oLieTHa KMCEIMHA Ce Pa3TBAPST BbB
soma. Jomsnsa ce go 100 ml ¢ Boma.

Pazrop Ha Kapes II: pasrapsr ce b8 Bona 10,6 g xanues pepoumarmn K, Fe (CN)s 3H,O. Homsnsa ce no 100 ml ¢
BOJIA.

AKTHBEH BBITIEH, KOTO He ChIbpKa XIOPUIM 1 He abcopbupa Xopummu.

Amnaparypa

Cwmecuren (Gapabauen): npubmsutenHo 35—40 rpm.
Ipouenypa

Ilpuzomesane Ha pasmeopa
Criopen ecTecTBOTO Ha POOATA, Ce IPUTOTBS Pa3TBOP, KAKTO € NocoueHo B T. 5.1.1, 1. 5.1.2 mm 1. 5.1.3.

CbLIeBPEMEHHO Ce TPaBIt pasna npoba Oe3 MOMUIEKAIIOTO Ha aHAIIN3 BELeCTBO.

[pobu, KOMTO HE CHOBPKAT OPraHMUHM BEUIECTBA

[Tpeternst ce ¢ TOYHOCT O eAMH mg mpoba oT He moseye ot 10 g, KOATO ChIbpKa He MOBeye OT 3 g XJI0p mof popmara
Ha xytopuan. I[IpeterneHoTo KommuectBo ce cnara 3aemHo ¢ 400 ml Boma B Mepurenna konba or 500 ml mpu
Temmeparypa ot okono 20 °C. Cmecra ce pa3MecBa TPUIeCeT MUHYTH B GapabaHHNMsI CMECHTETT, OIBIIBA Ce O IIbIHMS
00eM, XOMOTeHM3Mpa ce 1 ce GuITpupa.
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5.1.2. IIpo6u, cs0spsRausU oOpzaHuuHU geujecmea, Ge3 npodyrmume, onucanu 8 moura 5.1.3.

Tpeternsar ce 0KOI0 5 g OT mpobara ¢ TOYHOCT IO eNMH IMg M TOBA KOJMYECTBO Ce MOCTaBs ¢ 1 g aKTyBeH BbIIEH B
Mepurternsa konba or 500 ml. Tobassr ce 400 ml Boma ¢ Temmeparypa oxkono 20 °C u 5 ml pasrsop Ha Kapes I (r.
3.7), pasobpksa ce 30 cexynmu u nocne ce nobasst 5 ml pasrsop Ha Kapes II (1. 3.8). CMecra ce pasmecBa Tpuuecer
MMHYTH B GapaGaHHMs CMeCUTeN, HOIIbIIBA Ce [0 IBITHMS 00eM, XOMOTeHM3Mpa ce 1 ce PuiTpupa.

5.1.3. TonnuuHO o6paboTeHn Qpypaxu, NeHEHO KIOCIE U JIEHEHO OpamHo, NpoayKTu, 6oraTy Ha JIEHEHO
OpalHO, M Opyru HpOmyKTH, OoraTm Ha pacTUTeNeH KIell MM Ha KOJNOMOANHM CcyOCTaHUMM
(HampuMep HeKCTPUHUPAHO HUIIECTE)

Pa3TBOPBT ce NMPUIOTBS, KAKTO € OMICaHO B T. 5.1.2, HO He ce Quirpupa. [lekantupa ce (ako ce Haymara — ce
ueHTpodyripa), ormsar ce 100 ml or cynepHataHTa, KOMTO ce PEXBHPIAT B MepuTerHa Konba ot 200ml. Cmecsa ce
C aLeToH (T. 3.6) U ce TOMbIBA [0 IBITHMS 00eM C TO3M Pa3TBOPUTEI], XOMOTEHU3MPA Ce I Ce GUITPUPa.

5.2. Tumpysane

C nowmolura Ha nunera B epieHMarieposa konba ce npexsbpiar 25 ml—100 ml or ¢unrpara (B 3aBucumoct or
TIPEMINONaraeMoTo XJIOPHO ChIbPXKAHME), MOMyUYeH KakTo € omcano B T. 5.1.1, 1. 5.1.2 mmm 1. 5.1.3. AnmKBOTHATa
yact He TpsOBa 1a chirbpaka nosede ot 150 mg xnop (Cl). Paspexxma ce, ako e HeobxommMo, 10 He mo-Manko ot 50 ml
¢ Boma, mo0asAT ce 5 ml a3otHa Kycenyua (1. 3.4), 2 ml HacuTeH pastBop Ha aMOHMeB ¢epycyndar (1. 3.3) ¥ [IBe KamKu
pasTBOp Ha aMOHMEB THOLUMAHAT (T. 3.1), IPEXBBPIIEH C [IOMOLITA Ha GIOpeTa, HOIbIHEHA 10 HyJIeBOTO feneHue. Karo ce
¥3110713Ba O10peTa, pa3TBOPBT Ha cpeGbpeH HUTPAT (T. 3.2) ce MPeXBBPILS [0 TAKbB HAUMH, Ye Ja Ce TMONyYM U3ULIbK OT
5 ml. Mobasst ce 5 ml nuernos erep (r. 3.5) ¥ ce pa3KIIala eHEPIMYHO, 3a [a KOATy/Mpa yTajikata. V3muuHusT
cpeObpeH HUTpAT ce TUTPYBa C pasTBOpa HAa aMOHMEB THMOLMaHAT (T. 3.1) HOTOraBa, JOKATO YepBEHO-KAQeHMKABOTO
OLBETSABAHE CE 3aIbPXKY eIHA MIHYTA.

6. VzumncnsaBaHe Ha pe3yJTaTuTe
ChirbpaHNeto Ha xiop (X), M3paseHo KaTo MPOLEHTHO ChIIbPXKAHME HA HATPUEB XITOPUIL, Ce M3UMCIISIBA 110 CIeHATa
dopmyna:
585X (V] V)
m
KBIETO:
v, = ml o6em (8 ml) Ha moGaBerust pasreop Ha cpeGbper Hutpar 0,1 mol/l
V,= obem (8 ml) Ha pasrBopa Ha amonues tnoumanar 0,1 mol/l, usnon3sax 3a Turpysane
m= Terno B g Ha npobara B alMKBOTA.

B cryuait e nipa3Hara mpoba Iokake M3pasxoBaHe Ha pasTBopa Ha cpeGbper Hurpar ¢ KoHuenTpauus 0,1 mol/l, Tasu
CTOITHOCT ce u3Baxma ot obema (V; — V).

7. 3abenexku
7.1. Turpysanero MoXe [1a ce M3BLPLIM U UPE3 MOTEHLMOMETPUS UM aMITEPOMETPUS;
7.2. TTpu mpofIyKTH, KOUTO Ca MHOTO GOraTy Ha Maciia ¥ Ma3HMHM, TbPBO CE M3BbpIIBA 00e3MACIIsIBaHE C IMETHIIOB eTep M

TIETPOIIEH eTep;

7.3. Tpu pubero GpaiHO TUTPYBAHETO MOKE [a Ce M3BBPILN 10 MeToxa Ha Mop.
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3.1.

3.2.

3.3.

3.4.

3.5.

3.6.

3.6.1.

3.7.

3.8.

3.9.

3.10.

IIPUTTIOKEHUE IV

JIPUTTOKEHME IV
METO[IM 3A AHAJTIM3 C LIEJT KOHTPOJT HA KOJIMYECTBATA PA3PELLIEHU TOBABKU BbB (YPAXKUTE

A. OINPEJEIIAHE HA BUTAMMH A
BuramuH A ce onperens N0CpeacTBoM:

— Mertora 3a anasnus, npensuget B crannapt EN 17547 — Qypaxu — Metomm 3a B3eMaHe Ha 1po0u 1 aHanus —
OmpenensHe Ha cbhObpxXaHmero Ha ButamyHM A, E u D ('). Meron, m3momssam mnpeuncrsaHe upe3
TBbpHodasHa excrpakims (SPE) 1 BucokoedextnHa teuna xpomarorpaus (HPLC)

— upe3 BUCOKOEQEKTMBHA TeyHa xpomarorpadus ¢ obparHa ¢asa (RP-HPLC), ¢ msmomssane Ha UV wm
drryopectieHTeH IETEKTOP, CHITIACHO OMUCAHOTO B TOUKM 1—9 mo-mony.

Llen u o0xBaT

Hacrosiuysr MeTon maBa BB3MOXKHOCT 3a OINpeleNsiHe Ha KOIMYECTBOTO HA BUTAMMH A (DETMHOI) BbB (ypaxm.
Butamun A BKIIIOUBA U3LATIO-MPAHC PETMHWIOB aJIKOXONl M HETOBUTE LUC-M30MEPY, KOUTO Ce ONPEHENAT IO TO3M
Meron. ChIbpKaHMeTo Ha BUTAMMH A ce u3passsa B mexmyHapomuy emuauim (U) Ha kg. Emna IU orroBapst Ha
aktuBHOCTTa Ha 0,300 pg msusno-mpanc-suramun A ankoxon wim Ha 0,344 pg u3UsIO-mpanc-BUTaMMH A alleTar,
wm Ha 0,550 pg M3LANO-Mpanc-BUTaMMH A MalIMUTAT.

T'pannuara Ha KonuuectseHo onpenesisite e 2 000 [U suramun Afkg.

IpuHIMI

Tpobata ce XMAPONM3MPA C €TAHOIOB PAa3TBOP HA KalMeB XUIPOKCYMI M BUTAMMH A ce M3BIMYA B NETPOIICH eTep.
Pa3TBOpUTENIAT Ce eNMMMHIPA Upe3 U3NapsiBaHe, OCTATBKBT Ce PA3TBApsi B METAHOI 1, aKO € HeOOXOIMMO, ce paspexia
0 W3MCKBAHATAa KOHUeHTpauys. ChIbPXKAHMETO HA BUTAMMH A ce OIpemens 4pe3 BHCOKOC(EKTMBHA TeUHA
xpomarorpadust ¢ obparsa ¢aza (RP-HPLC) ¢ nomourra va UV-nerekrop miu ¢ryopecuentet nerekrop. I[apamerpure
Ha XpoMarorpadusita ce MOAOMPAT TaKa, Ye Ia He Ce Pasfelis M3LSUIO-MPAHC-BUTAMUH A anKOXON OT HEroBUTE YUC-
U30MepIL.

PearenTn

Eranomn, 0 = 96 %

[lerponen etep, nuanasox Ha kunene: 40-60 °C

Meranon

Pazreop Ha KasmeB xugpokeny, ¢ = 50 g/100 ml

Pazrop Ha Hatpues ackopbar, ¢ = 10 g/100 ml (x. 3abenexxkara B T. 7.7)

Harpues cyndun, Na,S - x H,O (x=7-9)

Pazrsop Ha Hatpues cyndup, ¢ = 0,5 mol/l B rmmuepnn £ = 120 g/l (3a x = 9) (Bx. 3a6enexxkure B TouKa 7.8)
Pazreop Ha peron¢ranens, ¢ = 2 g/100 ml B eranorn (1. 3.1)

2-1ponaHon

TMompuxna pasza 3a HPLC: cmec ot Metason (t. 3.3) u Boma, Hanpumep: 980 + 20 (v + v). TOUHOTO ChOTHOLIEHNE CE
OTIpefIenst OT XapaKTePUCTMKNTE Ha M3MON3BAHATa KOMOHA.

A3oT, He3aMbpCeH ¢ KUCTIOPOT.

(") Merombr 3a aHanus, npensuneH B EN 17547, e npuer 3a MeTol, KOJTO CllefBa 1a ce M3MON3BA 33 LENUTe Ha OQULMATIHMSA KOHTPON IpU
OIpeNiesIsHETo Ha BuTaMuHM A 1 E KaTo anrepHaTMBEH Ha MeTONIa 3a ONpefieNisHe Ha BUTAMUH A, ONMCAH B YaCT A OT HACTOSILIOTO NPUTIOKeHNe
U Ha METOJIA 3a onpelesisHe Ha BuTaMuH E, omucan B yacT b 0T HacToALIOTO Npuiioxexme.
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3.11.1.

3.12.1.

3.13.

4.1.

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.

4.8.1.

4.8.2.

VI3USATIO-MpaHC-BUTAMMH A alleTart, ¢ M3KITIOYMTENHA YMCTOTA, C TapaHTIpaHa aKTMBHOCT, Harpymep 2,80 x 106 1U/g

/3xomeH pasTBOp Ha U3LLAIO-Mpanc-BUTaMMH A auerar: [Ipeternar ce 50 mg cTaHAAapTHO BELIECTBO BUTAMMH A alieTar
(r. 3.11) ¢ Tounocr o 0,1 mg B rpamyupasa kon6a or 100 ml. Pasreapsr ce B 2-nponason (r. 3.8) u ce gombIBa 0
MapKara CbC ChlUMs pasrBoputell. HoMMHanHata KOHUeHTpauys Ha to3u pasreop e 1400 IU Buramu A Ha ml.
TouHaTa KOHLIEHTpauys ce Onpexess B CbOTBETCTBME C T. 5.6.3.1.

MSH}IHO—mpﬂHC—BI/ITaMI/IH A IMaJIMUTAT, C MUBKIIIOUUTEIIHA YNUCTOTa, C rapaHTMpaHa AKTUBHOCT, Halpmumep 1,80 X
106 1U/g

V3xomeH pa3TBop Ha M3LSUIO TpaHC BUTaMUH A manmutar: [Ipeteriar ce 80 mg CTaHOApPTHO BELIECTBO BUTAMUH A
nanmutar (1. 3.12) ¢ Tounoct go 0,1 mg B rpamyupasa konba ot 100 ml. Pastsapsr ce B 2-nponanon (r. 3.8) u ce
IIOITBIIBA IO MapKaTa CbC ChIIMS pa3TBoputenl. HoMuHanmHata KoHLeHTpauyst Ha To3u pastsop e 1 400 IU putamus A
Ha ml. TouHaTa KOHIEHTPALVS Ce ONpeMeNist B ChOTBETCTBYE C T. 5.6.3.2.

2,6-mu-per-6yTinn-4-merungeron (BHT, byrunxunpokcurornyon) (Bx. 3abenexkara B T. 7.5)
Amnaparypa

BakyyMeH poTaLMOHeH U3IapuTerL.

JTabopaTopHM CHIOBE OT TBMHO CTBKIIO.

TnockomrbHHY MK KOHycoBUAHM K061 0T 500 ml, ¢ mug.

T'pamympany Kooy ¢ mmdoBaHa CThKIIEHA 3aMyIIANKa, TACHO rbpiio, 10, 25, 100 n 500 ml.
Konycosunuu menmureran gyrnu, 1 000 ml, ¢ mymdosaHa cThKiIeHa 3almyLanka.
Kpymoo6pastu konbu, 250 ml, ¢ wmg.

XnamgHuK Ha ATIMH, IBIKMHA Ha Koxyxa 300 mm, ¢ mmmuoBa CTbKIeH LU, ¢ afanTep 3a Tpp0a 3a 3aXpaHBaHe ¢
ras.

HarbHata QunTbpHa xapTust 3a cenapaunst Ha ¢asute, nuamerbp 185 mm (Hampumep Schleicher & Schuell 597
HY 1/2).

O6opymnsane 32 HPLC cbe cycteMa 3a BIpbCKBaHe.

Komona 3a Teuna xpomarorpadus, 250 mm x 4 mm, Cyg, meaHeXx or 5 mwix 10 pm, wim eKBMBaNCHTHA
(excrunoaTauyoHeH Kpurepuit: npu nposexnane Ha HPLC Tpsi6Ba ma ce mosyuy caMo eIyH MUK 3a BCUYKY M30MepU Ha
peTnHomNa).

UV-getekTop mint ¢pryopeciieHTeH NETEKTOP ¢ HACTPOIKA Ha IBIKIMHATA HA BBIHATA.
CriexrpogoToMeTbp ¢ 10-MUTMMETPOBI KBAPLIOBY EEMEHTI.

Bana 3a BoiHa OaHs ¢ MarHUTHA ObPKAIIKa.

ExcrpakTop (BX. ¢ur.1), cherosiy ce oT:

CrokiieH uHTBP ¢ 06eM 1 1, ¢ mmndoBanm CTbKITEHN THPITO U 3aMyIIaKa

[InudoBaHa CTHKIIEHA BIOXKA, CHAOIEHa CbC CTPAHNYHA TPBONHUKA U PEryNmpyeMa Tpb0a, KOSTO MIHABA NPe3 LeHTbpa
1. JlonHaTa yacT Ha perynupaiiara ce Tpb6a cremsa 1a 6bie ¢ U-06pasHa gopmMa 1 ¢ 11032 B IPOTHBOMONOKHMS Kpaii,
Taka 4e TOPHUST TeueH CIIOl B LIMIMHIIBPA 1a MOXKeE [1a Ce IIPEXBBPIIN B IeNUTeNH GyHNs
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5.1.

5.2.

5.3.

Ilpouenypa

3abeneskra: ButamuH A e uyBcTBUTETIEH KbM (YB) cBeTNMHA M NOPATIMB HAa OKMCIIsiBaHE. BcuuKyu MaHmmynarmm
Tpsi6Ba [1a ce M3BBPUIBAT HA TBMHO (B CHIOBE OT ThMHO WM IIOKPUTO C allyMUHNMEBO QOINMO CTHKIIO) U B
OTCBCTBME Ha KUCTIOPOM (emmmuHMpa ce ¢ azoT). [lo Bpeme Ha eKCTpakLyATa BB3IYXbT HaJl TEUHOCTTA Ce
3aMeHsI € a30T (3a [1a ce u30srBa MpeKareHo TOJSIMOTO HAJIsIraHe, OT BpeMe Ha Bpeme TpsiOBa 1a ce OTBapsi
3alyIIaNKaTa).

Iodzomosra Ha hpobama

[pobata ce cMIIa, Taka ue Ja MOXe [a IPEMIHE Tpe3 cUTo ¢ oTBOpy 1 mm, Kato ce u3bsrBa Harpssase. CTpUBAaHETO
TpsiBa [1a Ce M3BBPLIN HETIOCPENCTBEHO NPl IPETErITHETO 1 OCAIYHSIBAHETO, B POTMBEH CITyYail ChLIECTBYBA PUCK
ot 3ary6u Ha ButamuH A. [Ipofara(-ute) He ce CTpUBAT aKO pasIpPENeTIeHUETO HA YACTULINTE 10 Pa3Mep € OAXOMSIIO
(Hamp. mpemMuKcH 1 pypazkHM JOOABKMN).

Ocanyngsane

Crioper TEINOBHOTO ChIbpXKaHME Ha BUTAMUH A, B INTOCKOIBHHA MIM KOHycOBumHA Konba or 500 ml (1. 4.2.1.) ce
IIPETErNIAT ¢ TOYHOCT A0 1mg 2—25 g oT npobara. B cryuanTe Ha HICKM KOHIEHTPALMY TEITIOTO Ha PobaTa MOXKe
ma Obe yBETMUYEHO C LeNT 1a Ce OCUIYPHU IOCTAThUeH OpOil YacTuIy B YacTTa oT npofara 3a aHanus. [locienoBaTeHo
ce pubassT npu nocTosiHHO pasbbpksade 130 ml eranon (1. 3.1), oxono 100 mg BHT (r. 3.13), 2 ml pasrBop Ha
Hatpues ackopbar (r. 3.5) 1 2 ml pasreop Ha Harpues cynun (1. 3.6). MoHTIpa ce xagHuKsT (1. 4.3) Ha Konbara 1
TOCIIe[IHATA Ce [IOTAIls BbB BaHa 3a BofHa GaHsi ¢ MarHuTHa ObpKarnka (T. 4.7). Harpsisa ce 1o KumneHe 1 B IPOIbIKEHNE
Ha 5 min ce OCTABAT MapuTe Ja NPEMMHABAT Ipe3 XajgHuka. [Ipubasste criem ToBa 25 M pa3TBOp Ha Kanues
xunpokenn (3.4) mpe3 oxmamurenst (4.3) M OCTaBsTe OTHOBO Ha Ce OTBBPHE 32 25 MMH., Kato Obpkate mpy ciabd
TIPUTOK Ha a30T. V3Maksa ce XnagHuKBT ¢ okono 20 ml Bofa ¥ ce ocTaBsi ChIbPKAHMETO HA KONOATa [1a M3CTUHE 10
IIOCTUTAHETO Ha CTaifHa TeMIeparypa.

Ercmparyus

Ypes meKaHTALys OCANYHSBALIVST PA3TBOP CE IPEXBbPIIL KOMMUECTBEHO, KaTo Koybara ce m3miaksa ¢ obmo 250 ml
Boma, B menurenta ¢pyrust or 1 000 ml (1. 4.2.3) wnn B excrpakropa (T. 4.8). Konbara 3a ocanyHsiBaHe ce M3IIIaKBa
nocnenosatento ¢ 25 ml erason (r. 3.1) u 100 ml merpornen etep (1. 3.2) M TEUHOCTTA OT M3IUIAKBAHETO C€
IIPEXBBPIIS B OEMUTETIHATA QYHUS WM B eKCTpakTopa. CHOTHOLICHMETO MEXMy BOJATA M €TAHONA B KOMOMHMpAHMTE
pasTBopy TpsiOBa ma ¢ oxono 2:1. Paskaiua ce eHeprMyHO B POIBIKEHME HA 2 Min M ce OCTaBst B IOKON 3a 2 min.

Excrpakuns ¢ menurensa ¢yuus (r. 4.2.3)

Korato crioesete ce otmensr (Bx. 3abeexkata B T. 7.3), CIOSIT OT MeTPOJIEH eTep ce MPeXBbPIls B Ipyra HelnTenHa
dyHms (r. 4.2.3). Excrpakimsita ce nosrapst nsa et cb¢ 100 ml nerponen erep (r. 3.2), a cre Toa nga memi ¢ 50
ml merporen erep (r. 3.2).

CpOpaHuTe €KCTPaKTH Ce IPOMMBAT [BA ITBTYM B [eNMTENHaTa (QYHMs NpM JIEKO paskiaiiaHe (3a ma ce msberse
o6pasyBaHeTo Ha eMmyrcusi) ¢ nopuym ot o 100 ml Boma 1 cielt T0Ba ¢ MOBTOPHO pa3KialiaHe ¢ HOBY MOPLIL OT 10
100 ml Boma, mokaTo mocnefHaTa octaHe OeslBeTHa crenm A00aBSHETO HA pasTBOp Ha QeHondranemH (r. 3.7)
(0BMKHOBEHO Ca OCTATBYHM YeTMPY MPOMUBAHMS). [IPOMUTHST €KCTPAKT ce GUITPMpa ChC CyX HArbHAT QUITHp 3a
otmensHe Ha dasure (r. 4.4), 3a I ce OTCTPaHMU BCAKAKBA CYCIEHIMPAaHa BOMA, U Ce IPEXBbPILS B IpamyupaHa Konba ot
500 ml (r. 4.2.2). Henmrennara ¢yrus u ¢uiarbpsT ce usmiaksar ¢ 50 ml nerporen erep (r. 3.2), monmsa ce 0o
ITBITHYSL 00eM C TIeTpoTIeH eTep (T. 3.2) u ce pa3bbpksa gobpe.

ExcTpakius ¢ momouTa Ha eKcTpakTop (T. 4.8)

Koraro crioeBete ce oTHeNAT (BX. 3a6enexKara B T. 7.3), 3alyIIankara Ha CThKITEHVSI UTMHIBP (1. 4.8.1) ce 3aMeHs ¢
LMQOBAHATA CTHKIIEHA BIOXKKa (T. 4.8.2), kato momuust U-00paseH Kpaii Ha perymupaiuata ce Tppda ce mOCTass
TaKa, 4ye J1a e OKaxke TOUHO HaJl HMBOTO Ha pas[ieNIUTeNHaTa MOBbPXHOCT. Upe3 monaBaHe Ha a30T Ipe3 CTpaHMYHATA
TpBOMUKA Ce MpuITara HajsAraHe ¥ ce MPEXBBPIIS TOPHUSAT CIION MeTporneH etep B AenmurenHa ¢pyHus ot 1 000 ml (r.
4.2.3). Mpubassr ce 100 ml nerpornen erep (T. 3.2) B CTbKIEHNS! LMIMHIBP, 3aTBAPSL Ce C 3allyLIANKaTa M CUITHO Ce
paskrama. OCTaBsIT Ce CII0EBETe M1 Ce OTIEIIST M TOPHUST CIIOM Ce PEXBBPIIS B HENNTETHATA (yHISL, KAKTO € TIOCOUEHO
no-rope. [Tpouenypara Ha ekcTpakuus ce oTaps ¢ Hosy 100 ml merpornen etep (1. 3.2), cren TOBa Olile [{Ba IIHTH C 110
50 ml nerpornen etep (1. 3.2) 1 cI0eBeTe NETPONIEH eTep ce JOOABST B MeNUTeNHATa GYHILSL

CpOpaHUTE €KCTPAKTU OT METPOJIEH eTep ce MPOMMBAT ChITIACHO IMPOLENypaTa, OmncaHa B T. 5.3.1, 1 ce M3IbIHSBAT
IIPOLelypaTa, OMICAHA B [I0COUEHATA TOUKA.
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5.4, Todzomosra Ha npobHua pasmeop 3a HPLC

AIMKBOTHA YaCT OT pasTBOpa Ha meTposieH etep (r. 5.3.1 wmu 1. 5.3.2) ce MpexBbILS C MIIeTa B KPyooOpasHa Konba
ot 250 ml (1. 4.2.4). Ocrassi ce pa3TBOPUTEINLIT Aa Ce M3MAPY TOYTH M3LISIIO B POTALMOHHMS u3naputen (1. 4.1) npu
IOHIXEHO HAJIATaHe, IIPY TeMIIEPaTypa Ha BaHaTa He 0-Bicoka ot 40 °C. BbacraHoBsiBa ce aTMOC(EPHOTO HaIATaHe,
Kato ce BKapa asor (touka 3.10), m kombara ce M3Baxma OT POTALMOHHMS m3maputer. OCTAHATIOTO KOMYECTBO
PasTBOPMTEII e OTCTPAaHsBA B MOTOK a30T (T. 3.10) 1 ocTaTHKBT He3abaBHO ce pasTBapst B u3ecteH obeM (10—100
ml) metaron (r. 3.3) (KOHUEHTpaUUsTA HA BUTAMUH A TpsaOBa na e B uutepsaia ot 5 [U/ml no 30 [U/ml).

5.5. Onpedenane upes HPLC

Buramuu A ce ormens B konmona Cg ¢ obparHa daza (r. 4.5.1) u KOHLEHTpAalMsTa My Ce M3MEPBA C IOMOLITA HA
UV-nerexrop (325 nm) unu ¢ryopecieHTeH AeTekTop (Bb36yzkmaHe: 325 nm, uanbusaxe: 475 nm) (1. 4.5.2).

Bripbckea ce anmvkBOTHa yacT (Hampumep 20 pl) ot momydeHmst MeTaHONOB pastBop (BX. T. 5.4) m ce enympa ¢
nonBikHata gasa (1. 3.9). Vsumcisisa ce cpeHaTa BUMCOUMHA HA MMKA (IUIOLI) HA HSKONKO BIPBCKBAHMS OT ChUINS
npobeH pasTBOp M CpPEOHNMTE BMCOUMHM HA MUMKOBETe (IUIOLM) HA HSKOJKO BIPBCKBAHMS OT KamMOpalMOHHMTE
pastBopn (1. 5.6.2).

Ycnosust Ha HPLC

Hapar ce crienHuTe yKasaHMs 3a yCIOBMATA Ha NMPOBEXIAHE HA aHanmM3a. MoraT Ja ce M3MON3BAT M IPYTU TapaMeTpy,
TIPY YCTIOBME Ue JaBaT PaBHOCTOMHM Pe3yNITaT:

Konona 3a Teuna xpomarorpadus (r. 4.5.1): 250 mm x 4 mm, Cyg, mbiHeX oT 5 pm wm oT 10 pm mm
€KBJBAJIEHTHA

Tompuzxua dasa (1. 3.9): Cwmec ot MeraHor (1. 3.3) u Bona, Hanpumep: 980 + 20 (v + ).

CKOpOCT Ha M3THYAHE: 1—2 ml/min

HetexTop (1. 4.5.2): UV-gerektop (325 nm) wmt  QIyopecueHTeH —[ETEKTOp

(b30yxmane: 325 nm, n3mpysase: 475 nm)

5.6. Kanubpupane

5.6.1. [puroTBsiHe Ha pabOTHUTE CTAHIAPTHY Pa3TBOPH

Ormepgar ce ¢ umera 20 ml ot u3xonHMS pa3TBop Ha BuTaMuH A auerar (T. 3.11.1) wnm 20 ml ot u3xomHus pasTBop
Ha BUTaMMH A manmurar (1. 3.12.1) B konba ¢ m1ocko TbHO miy KoHycoobpasHa korba ¢ obem 500 ml (r. 4.2.1) u ce
XMIPONU3NPA, KAKTO € OIUCAHO B T. 5.2, HO Ge3 ma ce mpubass BHT. Crienm ToBa ce mpuCTHIBA KbM €KCTPAKUUS C
nerporner erep (r. 3.2) ChIIacHO mpouenypara B T. 5.3 u ce gomsasa no 500 ml ¢ merponen erep (T. 3.2). B
poTatusHMs u3maputen (BX. T. 5.4) 100 ml oT To3M eKCTPaKT ce MOIUIATaT Ha MOYTH ITbIHO M3IApPsIBAHE, OTCTPAHSIBA
Ce OCTAHAJIOTO KOJIMYECTBO PasTBOPUTEN B MOTOK OT a3oT (r. 3.10) u ocTarbkbT OTHOBO ce pastsapst B 10,0 ml
MeTaHon (1. 3.3). HomuuanHara KoHUeHTpawyst Ha To3u pa3reop ¢ 560 IU uramuu A Ha ml. TouHata KOHIEHTpALMs
CrlefBa 1A Ce OMpETeN B CHOTBETCTBHME C T. 5.6.3.3. PabOTHMAT CTaHHmapTeH pasTBOp TpstOBa ma Gbme NMPUIOTBEH
HETOCPENCTBEHO Npenyt yrmoTpeda.

Ormepsar ce ¢ unera 2,0 ml or paGoTHYS CTaHIapTeH pasTBop B rpamyupana konba or 20 ml, KoIrsisa ce 10 MIHMS
obeM ¢ MeTaHoI (. 3.3) 1 ce pasMecsa. HoMMHaHaTa KOHUEHTpALS Ha TO3M paspeleH paboTeH CTAHAAPTEH PasTBop €
56 IU utamue A Ha ml.

5.6.2. le/IFOTBHHC Ha KaHV[6paHI/IOHHI/IT€ pa3TBOpM M NOCTPOABAHE HaA KaIII/I6pa1II/[0HHaTa Kpusa

Tpexebpisr ce 1,0, 2,0, 5,0 u 10,0 ml or paspeneHyist paboTeH CTaHAApTEH PasTBOP B rpagympany kon6u or 20 ml,
[IOITBIIBA CE [0 IIBITHMSE 00eM ¢ MeTaHoI (T. 3.3) u ce pasMecsa. HoMMHAIHNTE KOHIEHTpALINMI HA Te3M Pa3TBopH ca 2,8,
5,6, 14,0 n 28,0 IU Butamms A Ha ml.

HekonkokparHo ce Brpbcksar 20 pl oT Beeku KanmuOpaupmoHeH pasTBOp M Ce ONPENESIIT CPENHUTE BUCOUMHM HA
nvkoBeTe (mowmre). COpeN cpeiHuTe BUCOUMHY Ha TIMKOBETE (ILIOLIMTE) Ce IOCTPOsIBA KaNMOPAlMOHHA KPYBA, KATO
ce B3eMaT npensux pesyntarute or UV-konTpona (r. 5.6.3.3).
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5.6.3.

5.6.3.1.

5.6.3.2.

5.6.3.3.

YnrpasuonetoBo kanubpupaHe Ha CTAHDAPTHUTE PA3TBOPH

V3xomeH pasTBOp Ha BUTaMMH A alerar

Ormepsar ce ¢ mumera 2,0 ml Ot u3xomHuMs pasTeop Ha BuTaMyH A amerar (1. 3.11.1) B rpamympana kon6a or 50 ml (r.
4.2.2) u ce mombBa Ho MM 06eM ¢ 2-mpomaHon (1. 3.8). HoMuHanHata KOHIeHTpauys Ha To3u pasteop ¢ 56 U
ButammH A Ha ml. OtMepsar ce mimera 3,0 ml or To3u pasrsop B rpamympana konba or 25 ml u ce momsisa 10
whITHMsE 00eM ¢ ¢ 2-npomnason (r. 3.8). HoMuHanHata KOHIeHTpauus Ha To31 pasrsop e 6,72 IU putamus A Ha ml.
Ynrpasuonerosust (UV) CIeKThp Ha pasTBOpa Ce CpaBHsIBA C TO3M Ha 2-TpomaHon (T. 3.8) B crekTpooToMerspa (T.
4.6) Mexy 300 nm 1 400 nm. MakciMyMbT Ha eKCTUHIINS TPsiOBa 1a Obae Mexy 325 nm u 327 nm.

M3uncnsaBane Ha CbObPKAHMETO HA BUTAMVH A:
IU Buramuu A/ml = E,y; x 19,0
(E;” 3a BuramuH A anerar = 1530 mpu 326 nm B 2 — iponason)

/3xomeH pa3TBOp Ha BUTAMMH A IalIMMUTaT

Ormepsar ce ¢ mumera 2,0 ml o u3xo[HuMs pasTBop Ha BuTaMuH A manmurar (r. 3.12.1) B rpagynpana konba ot 50 ml
(. 4.2.2) 1 ce mombiBa 10 mbiHMS 06eM ¢ nporaHon-2 (1. 3.8). HoMuHanHaTta KOHIEHTpauys Ha To3u pasteop e 56 [U
BuTamyH A Ha ml. OtMepsar ce munera 3,0 ml oT T03u paspenieH pasTBOp Haa BUTAMMH A B rpafiyupaHa konba ot 25
ml u ce mombnBa o menHKst obem ¢ 2-mpomaron (r. 3.8). HoMnHanHata KOHLEHTpaLms Ha T03u pasreop e 6,72 [U
putamud A Ha ml. Ynrpasuonerosusr (UV) crekTbp Ha pasTBopa ce CpaBHsBA € TO3M Ha 2-mpomaHon (r. 3.8) B
criekrpodoromerspa (T. 4.6) mexmy 300 nm n 400 nm. MakcumyMbT Ha eKCTiHIMS TPsiOBa a Obie Mexmy 325 nm
u 327 nm.

M3uncrsaBane Ha CHIbPKAHMETO HA BUTAMVH A:
IU Buramuu A/ml = E,y; x 19,0

(E!” 3a ButamuH A manmurat = 957 mpu 326 nm B 2 — mpomnaHon)

1cm

Pa0oTeH CTaHIApTEH Pa3TBOpP Ha BUTAMIH A

Ormepsar ce ¢ munera 3,0 ml HepaspeneH paboTeH CTAaHIApTeH Pa3TBOP Ha BUTAMIMH A, TIPUTOTBEH 110 IIPOLEMypaTa B T.
5.6.1, B rpamynpana kon6a or 50 ml (r. 4.2.2) u ce momsnBa 1o mHAHMA 00eM ¢ 2-mponanor (1. 3.8). OTmepsar ce
munera 5,0 ml or To3u pasrsop B rpamyypana konba ot 25 ml u ce HombIBa KO IHIHMS 00eM ¢ 2-ponaHor (. 3.8).
HomuHarHata KOHLeHTpauys Ha To3u pastsop e 6,72 IU suramun A Ha ml. Ynrpasuornerosusr (UV) crekrsp Ha
pasTBopa ce CpaBHsBa ¢ TO3M Ha 2-mpomnaHon (1. 3.8) B crekrpodoromerspa (1. 4.6) Mexny 300 nm u 400 nm.
Makcumymbr Ha ekcTiHLms TpsiGBa ga Gboe mMexmy 325 nm u 327 nm.

M3uncrnsiBaHe Ha CHIbPKAHMETO HA BUTAMUH A:
IU Butamun A/ml = E,y; x 18,30
(Ei” 3a BuramuH A ankoxon = 1821 mpu 325 nm B 2 — npomaHon)

Uzuucnssane Ha pe3yinraTure

Kato ce m3xoxma OT cpemHaTa BUCOUMHA (IVIOLI) HA MMKOBETE HAa BUTAMMH A Ha NMPOOHMS Pa3TBOp, Ce OMPEmest
KOHIIEHTpaumsTa Ha To3u pastsop B [U/ml upes cpasrsBaHe ¢ KamOpaumoHHaTa kpusa (1. 5.6.2).

CbbpKaHMETO W Ha BUTaMMH A B nipobara, uspaseHo B [U/kg, ce nonyuasa mo ciefiHata dopmyra:

500 x ¢ Vg x 1000
= U/kg]
KBIIETO:
c= KOHLEHTPALVs Ha BUTaMUH A B poOHust pasreop (1. 5.4) B IU/ml
V, = obeM Ha IpoOHMs pasTeop (T. 5.4) B ml
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V, = o0eM Ha B3eTaTa alMKBOTHA 4acT 1o T. 5.4 B ml
m = TeIJI0 Ha YacTTa OT mpobaTa 3a aHaU3 B IPaMOBe

7. 3abenexku

7.1. Tpu mpobu ¢ HICKO CHIbPKAHME HA BUTAMUH A, MOXKE 3 Ce OKaxe INOJMEe3HO [1a ce OOCMMHST MOMyueHNTe OT HBE
OCAIyHSBAHMS CKCTPAKTU B IETPONIEH eTep (IpeTeryIeHO KONMYeCcTBO: 25 g) B eMH NPOOeH pasTBOp 3a OMpelesisiHe
upe3 HPLC.

7.2. Baerara 3a aHanu3 npoba He Tpsi6Ba [1a ChIbpKa MOBeYe OT 2 g MA3HIHI.

7.3. AKo He ce Totyun pasgersite Ha gasure, ce npubassr okono 10 ml eraron (. 3.1), 3a 1a ce mpecede eMmysCHsTA.

7.4. TTpu pubeHO MacyIo ¥ IPyTH YMCTH MA3HVMHI BPEMETO Ha OCAIyHSIBAHE Ce YIbIIKaBa 10 45—60 min.

7.5. BHT moxe fa ce 3aMeHM ¢ XMIPOXMHOH.

7.6. PaznesisHeTo Ha PETMHOMNOBUTE M30MEPH € Bb3MOXKHO IPY M3IMON3BaHe Ha HOPManHO(a3oBa KONMOHA. B To3M crydait

obaue Ipy M3UMCIIEHNSTA BUCOYMHATA (IUTOLIITA) Ha [MKOBETE HA TPAHC- M LIMCH3OMEPUTE CE CYMUPA.

7.7. Pa3TBOPBT Ha HaTpMEB acKOpOAaT MOXKe M1a ce 3ameHn ¢ pubrmusutento 150 ml ackopGuHOBa KicernmHa.
7.8. Pa3rBOpbT Ha HaTpues cyadui Moxe [1a ce 3amern ¢ okono 50 ml EDTA.
7.9. Tpy aHanu3 Ha BUTAMMH A B 3aMeCTUTEM Ha MIIIKOTO TPsIOBa [ia ce 00ObpHE CIELMATHO BHIUMAHMUE Ha:

— ocamyHsBaHeTo (T. 5.2): MOpamy HANMMYMETO HA MA3HMHM B mMpobaTa, MOXe [1a ¢ HEOOXOMMMO yBEIMUYaBaHe Ha
KOJIMYECTBOTO Ha Pa3TBOpA Ha KalueB XMIPOKcHL (1. 3.4);

— eKCTpakuusTa (1. 5.3): mopamy HamMYMETO HA eMYTICHM, MOXe [Ia Ce HaJoXV KOPUIMpaHe Ha ChoTHolIeHneTo 2:1
MEXTy €TaHoOIl U BOJA.

3a na ce mpoBepy Nany IPUIIAraHMST METON 3a AHAIM3 [1aBa HalleKIHY Pe3yITaTy 3a KOHKPETHATa MaTpyLa (3aMecTuTesn
Ha MJISIKO), Ce TIPOBEXMIA TECT 38 aHATIMTIYEH JOOUB BbPXY OLLIE eIHA YacT OT pobara. AKO CTOIHOCTTA Ha aHAJINTUYEH
1100uB e ro-Hucka ot 80 %, AHAMTUYHUAT Pe3yNTAT CIIE[IBA 1a Ce KOPUTHPA C OITIEN Ha aHATIMTUYHMS IOOUB.

8. TloBTOpsieMocT

Pazmykara B pesyinTatuTe OT [BE MApajiefiHYM ONPENESISIHIS, MPOBEOCHN BHPXY €HA ¥ Chiia mpolba, He TpsiOBa mia
Hanxsbpiist 15 % Mo OTHOLIEHME Ha [O-BUCOKMS pe3yIITar.

9. PesyntaTtu oT chBMecTHO u3cienBaHe (%)

TTpemukc Tpemuke dypax x)ﬁﬁiﬁi [TpotenHos dypax [Mpacenua
L 13 12 13 12 13
n 48 45 47 46 49
CpenHa CTOMHOCT 17,02 x 106 1,21 x 106 537100 151 800 18070
8 [U/kg
sr [IU/kg] 0,51 x 106 0,039 x 106 22080 12280 682
r [[U/kg] 1,43 x 106 0,109 x 106 61824 34384 1910
CVr [%] 3,0 3,5 4,1 81 3,8
sR [IU/kg] 1,36 x 106 0,069 x 106 46 300 23060 3614
R [IU/kg] 3,81 x 106 0,193 x 106 129 640 64568 10119

(*) TIposemeHo ot PaGorHata rpyma mo ¢ypaxa Ha Verband Deutscher Landwirtschaftlicher Untersuchungs- und Forschungsanstalten

(VDLUFA).

70/129

ELL http://data.europa.eufelijreg_impl/2024/771/oj



OB L, 15.3.2024 1.

BG

CVR [%]

8,0

6,2

15

20

st
sR:
r:=
R;
CVr:
CVR:

6poit Ha sTaboparopuute

Opoit OTHeNHI CTOMHOCTH

CTaHOApTHO OTKJIOHCHME Ha ITIOBTOPSIEMOCTTA

CTAaHIApTHO OTKJIOHEHME Ha Bb3IIPOM3BOOMMOCTTA

NOBTOPAEMOCT

Bb3IIPON3BOOMMOCT

KO€(1)I/[IIM€HT Ha Bapuanys Ha IIOBTOPSIEMOCTTA
Koe(l)I/IIIIAeHT Ha Bapyalys Ha Bb3NPOM3BOIVMOCTTA

CrbkneH uunuHabp (4.8.1)
(BrcoymnHa okono 48 cm)

Crioi o1 neTponex
erep

BopeH cnoit
+
ocanyHsBeaia
nobaska

Quzypa 1

ExctpakTop (TOuKa 4.8)

]

=)

L

(
|

Wnudposana cTbkneHa

snoxka (4.8.2)

(abmxmHa okono 45 cm)

- Perynupyema Tpbba

ELL http://data.europa.eu/elijreg_impl/2024/771/oj

71/129



BG OB L, 15.3.2024 1.

b. OIPENEITAHE HA BUTAMUH E
Butamun E ce onperienst mocpencTsom:

— Mertoxa 3a anasus, npensuiet B cranuapt EN 17547 — Qypaku — metom 3a B3eMane Ha poGu u aHanus —
Onpenenste Ha chabpxaHuero Ha Butamuunm A, E u D (}) — Meron, u3nonssaui mpeumcrsaHe upes
TBbpHOdasHa excrpakiys (SPE) u BicokoedekTnHa teuHa xpomarorpa¢us (HPLC) mmm

— upe3 BUCOKOCQEKTMBHA TeyHa xpomarorpadus ¢ obparHa ¢asa (RP-HPLC), ¢ msmomssane Ha UV wm
dryopecueHTeH IeTeKTOP, ChITACHO OMMUCAHOTO B TOUKM 1—9 mo-fony.

1. Llen u o6xBar

HacrostuysiT MeTofI 1aBa Bb3MOXKHOCT 3a OIIpefelisiHe Ha KOMMYeCTBOTO Ha BuTaMuH E BbB Qypaxu. ChIbpKaHMeTo Ha
sutamuH E ce uspasssa 8 mg DL-a-rokodeporn auerar Ha kg. 1 mg DL-a-tokodepon auerar orrosapst Ha 0,91 mg
DL-a-toko¢epon (ButamuH E).

T'paHnuaTa Ha KOMMYECTBEHO ompenersiHe e 2 mg ButamuH Efkg. [locTuranero Ha Tasu rpaHiua e Bb3MOXKHO CaMoO C
¢ryopecuente nerexrop. [Tpu usnornssane Ha UV-KeTekTop rpanuuata Ha KomyectseHo onpeensite e 10 mg/kg.

2. IpyHumn

[Ipobata ce XMAPONMM3UPA C €TAHOIOB PA3TBOP HA KaIMeB XMIPOKCUI M BUTAMMH E ce M3BIMYA B NETPONIEH eTep.
Pa3TBOPUTENAT Ce eNUMIHIPA Ype3 M3MApsIBaHe, OCTATBKBT Ce Pa3TBapsi B METAHOI M, 4KO € HeOOXOMMMO, Ce paspexia
0 WM3UCKBAaHATa KOHIeHTpauus. CbIbpXaHumero Ha ButamuH E ce ompemenst upe3 BUCOKOEeKTMBHA TedHa
xpomarorpadust ¢ obpatHa ¢asa ¢ moMowTa Ha ¢pryopecueHTeH geTekTop iy UV-IetekTop.

3. Pearentu

3.1. Etanon, 0 = 96 %

3.2. [lerponen etep, ouanaszoH Ha Kunene: 40—60 °C

3.3. Meranon

3.4. Pa3tBop Ha Kasmes xumpoxceuy, ¢ = 50 g/100 ml

3.5. PazrBop Ha Hatpues ackopbar, ¢ = 10 g/100 ml (x. 3a6enexkara B T. 7.7)

3.6. Harpues cyndun, Na,S - x H,0 (x=7-9)

3.6.1. Pazreop Ha Hatpues cynduy, ¢ = 0,5 mol/l B rmuuepus f = 120 g/l (3a x = 9) (Bx. 3abertexkuTe B TOUKa 7.8)

3.7. Pazreop Ha eron¢ranens, ¢ = 2 g/100 ml B eranorn (1. 3.1)

3.8. TompuxHa gaza 38 HPLC: cmec ot meranon (r. 3.3) u Boga, Hanpumep: 980 + 20 (v + v). TOUHOTO CHOTHOLIEHNE Ce

OIpeners OT XapaKTEPUCTUKUTE Ha M3II0JI3BaHaTa KOJIOHA.

3.9. A30T, He3aMbPCeH C KUCTIOPOI.
3.10. DL-a-ToK0epOn aLeTaT, ¢ M3KITHOUNTENIHA YMCTOTA, C FAPAHTUPAHA AKTUBHOCT
3.10.1. Vsxomen pasrsop Ha DL-a-rokodepon anerar: [perersisir ce 100 mg cranmaprHo Bemectso DL-a-Tokodepon auerar

(r. 3.10) ¢ Tounocr go 0,1 mg B rpamyupana konba or 100 ml. PasrBapsr ce B eraHon (1. 3.1) u ce gompnBa 10
IbIIHMSE 00eM Cbe chlumst pastBopurtent. 1 ml ot To3u pastBop chabpxka 1 mg DL-a-Tokoeport aterar. (3a KOHTPOIIA ¢
YITPaBMONETOBM TbuM BX. T. 5.6.1.3; 3a crabunm3snparero Bx. 3abenexxkure B T. 7.4).

(®) Merombr 3a aHanus, npensuneH B EN 17547, e npuer 3a MeTol, KOJTO CllefBa 1a ce M3MON3BA 33 LENUTe Ha OQULMATIHMSA KOHTPON IpU
OIpeNiesIsHETo Ha BuTaMuHM A 1 E KaTo anrepHaTMBEH Ha MeTONIa 3a ONpefieNisHe Ha BUTAMUH A, ONMCAH B YaCT A OT HACTOSILIOTO NPUTIOKeHNe
U Ha METOJIA 3a onpelesisHe Ha BuTaMuH E, omucan B yacT b 0T HacToALIOTO Npuiioxexme.
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3.11.1.

4.1.

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.

4.8.1.

4.8.2.

5.1.

DL-a-ToK0epor1, ¢ M3KITIOUNTENHA YMCTOTA, ¢ TAPAHTHPAHA AKTHBHOCT

Vzxomen pasrsop Ha DL-a-toxodepon: Iperernar ce 100 mg cranmaprHo Bemectso DL-a-tokodepon (1. 3.11) ¢
Tourocr 1o 0,1 mg B rpamyupana konba or 100 ml. Pasreapsit ce B eranon (1. 3.1) u ce momwbnBa g0 ITHMST 06eM CbC
coust pazreoputen. 1 ml ot To3u pasreop chabpxa 1 mg DL-a-Tokodeport. (3a KOHTPOIA C yNTPaBHOIETOBU THUM
BX. T. 5.6.2.3; 3a CTaOWIM3MPAHETO BXK. 3a0eNexXKuTe B T. 7.4).

2,6-mu-per-6yTinn-4-merunderon (BHT, byrimxunpokcurornyon) (Bx. 3abenexkkara B T. 7.5)
Amnaparypa

PoTalioHeH TPHKOCTIOCH M3MapyTeN

TTabopaTopHM CHIOBE OT TBMHO CTHKIIO

TTnocKoTbHHY M KOHYCOBUAHM KOIOM 0T 500 ml, ¢ mnd

T'pamympany Kooy ¢ urmdoBaHa CThKIEHA 3aMyLIaNKa, TACHO rspiio, 10, 25, 100 1 500 ml.
Konycosumru permmrenuu ¢yrmy, 1 000 ml, ¢ mwmosaHa cTbKIIeHa 3alylianka
Kpyoo6pasuu xoi6u, 250 ml, ¢ mmd

XragHyuK Ha AJIMH, THIXMHA Ha Koxyxa 300 mm, ¢ umdoBaH cTbKIIeH Mo, ¢ agantep 3a Tp0a 3a 3aXpaHBaHe C
ra3

HarpHara ¢unTbpHa XapTust 3a cemapauus Ha ¢asure, muamersp 185 mm (Hanpumep Schleicher & Schuell 597
HY 1/2)

O6opymgare 32 HPLC cbe cucteMa 3a BIpbCKBaHe

Korona 3a Teuna xpomarorpadus, 250 mm x 4 mm, Cyg, WbIHEX OT 5 wi 10 pm, uim eKBiBaeHTHA
YB- unu ¢ryopoMeTpuyeH JATUMK C IPOMEHINMBA [THIXIHA Ha BHITHATA

CriexrpogoToMeTbp ¢ 10-MUTMMETPOBI KBAPLIOBY €NIEMEHTH

Bana 3a BoHa OaHs1 ¢ MarHUTHA ObpKaIKa

ExcrpakTop (BX. ¢ur.1), cherosiy ce or:

CrbKiTeH WATMHIBP ¢ 06eM 1 1, ¢ mmdoBaHy CTBKIIEHM IBPIIO U 3aITyIIajKa

[loBaHa CTHKIIEHA BIIOXKKA, CHAONEHA ChC CTPAHMYHA TPHOMUKA M perympyeMa TpbOa, KOSTO MUHABA TPE3 LEHTHPa
i1. [JonHaTa yacT Ha perynmpaniara ce Tpboa cnensa na 6bue ¢ U-06pasHa popma 1 ¢ [1103a B IPOTUBOIONOKHIS Kpaii,
TaKa ye TOPHUAT TeUeH CIIOJi B LIIMHIIBPA 1a MOXKE 13 Ce PEXBbPIIN B IENUTENHA $yHMS

IIpouenypa

3abeneskra: Burtamuu E e uyscreurenen kpm (UV-) cBeTMHA M MONAT/IMB Ha OKWCIIABaHE. BCHUKM MaHMMymammm
TpsibBa 1 Ce M3BHPIUBAT HA TBMHO (B CHOBE OT TBMHO JUIM TOKPUTO C AITyMUHMEBO OIMO CTHKIIO) U B
OTCBCTBUE Ha KVCTOPOH (emmuHMpa ce ¢ a3ot). [To BpeMe Ha eKcTpakuysTa BB3IyXbT HAJl TEUHOCTTA CE
3aMeHsl C a30T (3a Ia ce M30srBa MPEKaNieHo TOIIMOTO HaJlsTaHe, OT BpeMe Ha BpeMe TpsiOBa Ia ce oTBapsi
3aIlylIaJKaTa).

IModzomosra Ha npobama

TpoGara ce cMma, Taka ye Ia MOXKe [ IIPEMIHE IIPe3 CUTO ¢ 0TBopy 1 mm, Kato ce n3bsra HarpsisaHe. CMUTaHETO
Tpsi0Ba [1a CTaHe HEMOCPENCTBEHO MpEemy HPETEINISIHETO ¥ OCANyHSABAHETO, B MPOTMBEH CIIyYaii CHLIECTBYBA PUCK OT
3aryou Ha BuTamuH E.
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5.2. Ocanynssane

Criopen TEINOBHOTO ChIbpPXKaHMe Ha ButamuH E, or 2 mo 25 g or npobara ce mperersr ¢ Touroct go 0,01 g B
IUIOCKOObHHA WM KOHycoBuaHa konba or 500 ml (r. 4.2.1.). IlocrnemoBatenHo ce NpubaBAT Hpy IOCTOSHHO
pas6bpksane 130 ml eranon (1. 3.1), okono 100 mg BHT (r. 3.12), 2 ml pa3srsop Ha Hatpues ackopbar (. 3.5) u 2
ml pasrBop Ha Hatpues cynun (1. 3.6). MoHTHpa ce XIagHMKBT (T. 4.3) Ha KoOaTa M MOCIENHATA Ce [IOTAIS BbB BaHa
3a BOJIHA OaHsi ¢ MarHuTHa 6bpKarnka (T. 4.7). Harpsisa ce o KureHe ¥ B IPOITbIIKEHNME HA 5 Min ce OCTaBST MapuTe Ia
TIpeMMHABAT Npe3 XTanHyKa. [[pubassre criem ToBa 25 MIT pa3TBOp Ha KaslneB XUIPOKcu (3.4) mpes oxmamurens (4.3)
¥ OCTaBsITe OTHOBO JIa CE OTBBPHE 33 25 MIH., KaTo ObpKaTe Ipy C11ad MPUTOK Ha a30T. V3MTaksa ce XIagHUKBT C OKOTIO
20 ml Bopia u ce OCTaBst ChIIbPKAHMETO Ha KONOATA 1a M3CTUHE [10 IOCTUTAHETO Ha CTAiiHA TEMIIEpaTypa.

5.3. Ercmparyus

Ypes meKaHTALS OCATHABALIMAT Pa3TBOP Ce HPEXBBPIIS KOMMUECTBEHO, KaTo Konbata ce m3miaksa ¢ o6mo 250 ml
Bona, B nenurenHa gyrust ot 1 000 ml (1. 4.2.3) wnn B excrpakropa (r. 4.8). Konbara 3a ocanyHsBaHe ce M3IITaKBa
nocnenoBatenHo ¢ 25 ml erason (r. 3.1) u 100 ml merporen erep (1. 3.2) ¥ TEYHOCTTa OT M3IUIAKBAHETO Ce
TIPeXBBPIIA B [eNMTeNHATA QYHISA WM B eKCTpakTopa. ChOTHOLICHMETO MeX[y BOTATA ¥ €TaHONa B KOMOMHMpaHNTE
pastBopy TpsOBa 11a e okono 2:1. Paskiaiia ce eHeprMUHO B POTBIIKEHME HA 2 Min M ce OCTaBs B OKON 33 2 min.

5.3.1. Excrpakums ¢ menurensa ¢yuus (r. 4.2.3)

Korato crioesere ce otmensr (BxX. 3abeiexxkara B T. 7.3), CIIOSIT OT IETPOJIEH €Tep Ce MPeXBbPII B [Ipyra HeUTeNHa
dynms (1. 4.2.3). Ekcrpakimsra ce nosrapst asa et ¢bc¢ 100 ml merporter etep (r. 3.2), a crex Tosa mBa mbTi ¢ 50
ml merporen erep (r. 3.2).

CpOpaHuTe eKCTPAaKTM Ce MPOMMBAT [BA [IBTM B MENMTENHATA QYHIUS IPH JIEKO pasKiialiaxe (3a na ce m3berHe
o0pa3syBaHeTo Ha eMyscys) ¢ nopiyy ot o 100 ml Boga u criel T0Ba ¢ MOBTOPHO pasKIIallaHe ¢ HOBY MOPLMY OT 110
100 ml Boma, mokaro mocenHarta ocrade GeslBeTHa crenm HO0ABSIHETO Ha pasTBOp Ha QeHondranenmH (r. 3.7)
(06MKHOBEHO Ca JOCTATHYHM YETHPHU MPOMMBAHMS). [IPOMUTHAT eKCTPAaKT ce GUITPUPA CbC CyX HArbHAT GUITHD 3a
otmernsiHe Ha dasute (T. 4.4), 3a Ja ce OTCTPAHM BCSIKAKBA CYCIEHAMPAHA BOIA, U Ce IIPEXBHPILS B IpallynpaHa Konba ot
500 ml (r. 4.2.2). Henmrennara ¢yrus u ¢uarspsT ce usmiaksar ¢ 50 ml nerporen erep (r. 3.2), monmsa ce 0o
ITBITHYSE 00eM C TIeTporeH eTep (T. 3.2) u ce pa3bbpksa gobpe.

5.3.2. EKcTpakimsi ¢ moMolra Ha ekcTpakrop (T. 4.8)

Koraro croeBete ce OTHENAT (BX. 3abenexkara B T. 7.3), 3alylIankara Ha CThKIIEHVSI UTMHIBP (1. 4.8.1) ce 3aMeHs ¢
udoBaHaTa CTbKIEHA BIIOXKa (r. 4.8.2), Karo monuusr U-obpaseH Kpail Ha peryiupauiara ce Tpp0a ce IOCTaBs
TaKa, 4e Ja ce OKaXXe TOYHO HAl HUBOTO HA Pa3NesIMTENIHATa MOBBPXHOCT. Upe3 MofaBaHe Ha a30T IIpe3 CTPAaHMYHATA
TpBOMUKA ce MpuITara HaJsAraHe ¥ ce MPEXBBPIIS TOPHUST CIION MeTporteH etep B aenurenHa ¢yHust or 1 000 ml (r.
4.2.3). Mpubassr ce 100 ml nerpornen erep (T. 3.2) B CTbKIEHMS! LMIMHIIBP, 3aTBAPSL Ce C 3allyLIANKaTa M CUITHO Ce
paskriama. OCTaBsIT Ce CTI0EBETe M1 Ce OTHEIISIT M TOPHLST CIION Ce IPEXBBPIIS B HENNTETHATA (yHISL, KAKTO € IIOCOUEHO
no-rope. IIpouenypara Ha ekcTpakuus ce oBTaps ¢ Hosy 100 ml merpornen erep (r. 3.2), cren T0Ba Olile [Ba IIHTH C 110
50 ml nerporten etep (1. 3.2) 1 crI0eBeTe NETPONIEH eTep ce JOOABST B IeNuTeNHaTa GyHusL.

CpOpaHUTE €KCTPAKTU OT METPOJIEH eTep Ce MPOMMBAT ChINIACHO IMPOLENypaTa, OmucaHa B T. 5.3.1, 1 ce U3IbIHSBAT
IIpOLeNIypaTa, OMICAHA B [I0COUEHATA TOUKA.

5.4, TModzomoera Ha npobHu4 pasmeop 3a HPLC

AIMKBOTHA YaCT OT pasTBopa Ha meTposieH etep (r. 5.3.1 i 1. 5.3.2) ce NpeXBbILS C MIIIeTa B KPyIooOpasHa Konba
ot 250 ml (r. 4.2.4). Ocrassi ce pa3TBOPUTEIIAT Ia Ce M3MAPY MOYTH M3LSUIO B POTALMOHHMS y3naputen (r. 4.1) mpu
TOHJXEHO HAJIATaHe, PV TeMIIepaTypa Ha BaHaTa He no-Bucoka ot 40 °C. BbacTaHOBsIBA ce aTMOCHEPHOTO HallAraHe,
KaTo ce BKapa a3oT (Touka 3.9), m Kombara ce M3BaXOa OT POTALMOHHMs y3mapurten. OCTaHAZIOTO KOJMYECTBO
Pa3sTBOPUTEI Ce OTCTPAHSIBA B MIOTOK a30T (T. 3.9) M OCTATBKBT He3a0aBHO ce pasTBaps B m3secteH obem (10—100 ml)
MeTaHoI (T. 3.3) (koHueHTpammsTa Ha DL-a-tokodepon Tpsi6sa ma e B mutepBana ot 5 pg/ml no 30 pg/ml).

5.5. Onpedenate upes HPLC

Butamuu E ce otmernst B oOpatHodazoBa KomoHa Cig (T. 4.5.1) M KOHLEHTpaLysTa My ce M3MepBa C [IOMOLUTA Ha
¢ryopecuenTeH nerexrop (Bp30yxnane: 295 nm, uznsusare: 330 nm) wm UV-gerexrop (292 nm) (1. 4.5.2).
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5.6.

5.6.1.

5.6.1.1.

5.6.1.2.

5.6.1.3.

5.6.2.

5.6.2.1.

Brpbckea ce anmvkBOTHa yacT (Hampumep 20 pl) ot momydeHmst MeTaHONOB pastBop (BX. T. 5.4) m ce enympa ¢
nofBukHata ¢pasa (1. 3.8). V3umcrssar ce cpeHuUTe BUCOUMHY HA MMKOBETE (IUIOLMTE) HA HSKONKO BIPBHCKBAHMS OT
ChLYMSI TIPOOEH Pa3TBOP M CPEOHNUTE BUCOUMHM Ha IIMKOBETE (ITOLIM) HA HAKONKO BIPBHCKBAHMS OT KanMOpalMOHHUTE
pasteopy (1. 5.6.2).

Ycnosust Ha HPLC

Hapar ce crienHuTe yKasaHMs 3a YCIOBMATA Ha NMPOBEXIAHE Ha aHanmM3a. MoraT Ja ce M3MON3BAT M [IPYTU TIapaMeTpy,
TIPM YCIIOBME Ue IaBaT PaBHOCTOIHY Pe3ymTaTL:

Kornona 3a Teuna xpomarorpadus (r. 4.5.1): 250 mm x 4 mm, Cyg, 5 wim meiHex or 10 pm, um
€KBMBAJIEHTHA

TompuxHa daza (1. 3.8): Cwmec ot MetaHon (1. 3.3) u Boxia, Hamp. 980 + 20 (v + v).

CKOpOCT Ha M3TUYaHe: 1—2 ml/min

Hetextop (r. 4.5.2) (Qnyopecuenten nerekrop (Bb30ykmane: 295 nm | usmbuBaHe:

330 nm) umu UV metektop (292 nm)

Kanubpupane (DL-a-morodepon ayemam uau DL-a-morodepon)
CraugapreH pastsop Ha DL-a-Tokodepon amerar

[puroTssiHe Ha PabOTHUS CTAHIAPTEH Pa3TBOP

Tpexsbprar ce ¢ munera 25 ml ot u3xogHus pasreop Ha DL-a-Tokodepon aterar (1. 3.10.1) B mIOCKOTBHHA WIN
KoHycoobpasHa xonda ¢ obem 500 ml (r. 4.2.1) u ce xumponM3MpPaT, KAKTO € OMMCAHO B Touka 5.2. Crier ToBa ce
TIPUCTBIIBA KbM eKCTPAKLMs ¢ MeTponieH eTep (T. 3.2) ChITIACHO mpowenypara B T. 5.3 u ce mombisa go 500 ml ¢
neTponeH erep. B poraruHms msmapuren (BX. T. 5.4) 25 ml OT TO3M €KCTPAaKT ce MOANAraT Ha IOYTH ITbIIHO
M3IapsBaHe, OTCTPAHSBA Ce OCTAHATIOTO KONMYECTBO PAa3TBOPUTEN B MOTOK OT a30T (T. 3.9) M OCTaTBKBT OTHOBO Ce
pasreaps B 25,0 ml meranon (r. 3.3). HomuHanHaTa KOHUEHTpawys Ha T03u pasteop e 45,5 ug DL-a-Tokodepor Ha
ml, exkBusasienten Ha 50 pg DL-a-Tokodepon auerar Ha ml. PaboTHMAT craHpmapreH pasTBOp Ce IPUIOTBS
HETIOCPENICTBEHO Mpey ynoTpeba.

TpuroTBsiHe Ha KamMOPaUMOHHNTE PA3TBOPYU M NOCTPOSIBAHE HA KAnMOpAIMOHHATA KpUBa

IMpexssprar ce 1,0, 2,0, 4,0 u 10,0 ml or paGoTHus cTaHmapTeH pasTBOP B HAKONKO Ipamgympanu konbu ot 20 ml,
[OITBIIBAT CE O IBIHMS 06eM ¢ MeTaHo (T. 3.3) 1 ChObpxKaHMeTo ce pasdbpksa. HoMMHaNHMTE KOHLEHTpALMY Ha
Te3u pastBopu ca 2,5; 5,0; 10,0 u 25,0 pg/ml DL-a-Tokodepon auerar, um 2,28; 4,55; 9,10 pg/ml un 22,8 pg/ml
DL-a-tokodepor.

HekonkokpatHo ce BrpbckBar 20 pl OT Bcekm KanuOpauyoHeH pasTBOp M Ce ONPENeNsT CPENHUTE BUCOUMHM Ha
muKoBeTe (miomwute). Karo ce M3MON3BAT CpeMHMTE BMCOUMHM HAa IMKOBETE (IUIOWIMTE), Ce MOCTPOSBA
KanubparoHHaTa KpyBa.

UV-kammGpupane Ha u3xomHus pasrsop Ha DL-a-rokodepor amerar (r. 3.10.1)

Pazpexxmar ce 5,0 ml or ocHoHus pasreop Ha DL-a-Tokodepon auerar (r. 3.10.1) ¢ eranon mo 25,0 ml u
YITPABUONETOBMSIT CIIEKTHD Ha TO3M PA3TBOP Ce CPABHSIBA CbC CIIEKTbPa Ha €TaHOI (T. 3.1) B crekTpaneH GoTomeTsp (T.
4.6) py IBITXMHA Ha BbIHATa Mexay 250 nm 1 320 nm.

MakcuManHoTo norblase ce Habmogasa npu 284 nm:

E'" = 43,6 npu 284 nm B eTaHONI

1cem

Tpyu ToBa paspexnane TpsiGBa [1a ce NONyuM CTOMHOCT Ha ekcTuHIms ot 0,84 mo 0,88.
CraugapreH pastsop Ha DL-a-Tokodepon amerar

TpuroTssiHe Ha pabOTHMSI CTAHAPTEH Pa3TBOP

Ipexsbprar ce ¢ mumera 2 ml ot u3xomHus pasreop Ha DL-a-tokodepor (r. 3.11.1) B rpamyupana komnba ot 50 ml,
pastBaps ce B MeTaHON (T. 3.3) M ce HOMBIBA 10 IBIHMS 00eM ¢ MeTaHOJI. HOMMHATIHATA KOHLEHTpALMs Ha TO3M
pasteop e 40 pg DL-a-Tokodepon Ha ml, exsuaneHren Ha 44,0 ug DL-a-toxodepon auerar Ha ml. PaGotHmsr
CTaHIAPTeH Pa3TBOP Ce PUTOTBS HEMOCPENCTBEHO Npemy yrnoTpeda.
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5.6.2.2. [puroTssiHe Ha KanMOPALMOHHNUTE PA3TBOPU ¥ MOCTPOSIBAHE HA KannOpaLoHHaTa KpyBa
Mpexssprr ce 1,0, 2,0, 4,0 u 10,0 ml or paGoTHus cTaHTApTeH pasTBOP B HAKONKO Ipamympanu konbu or 20 ml,
[OITBIIBAT Ce JO IbIHMSE 00eM ¢ MeTaHon (T. 3.3) ¥ ChObpKaHMETO ce pa3Obpksa. HoMuHAIHMTE KOHLEHTpALMM Ha
Te3u pastBopu ca 2,0; 4,0; 8,0 u 20,0 ug/ml DL-a-rokopepon mwm 2,20; 4,40; 8,79 u 22,0 pg/ml DL-a-
TOKOEpOIT aLleTar.
HexkonkokparHo ce Bupbcksar 20 pl OT Bceku KanmOpauMOHeH pasTBOp M Ce ONpPENeNIST CPeHNMTe BUCOUMHM Ha
mykoBere (mwrommre). Kato ce M3MON3BAT CpEIHMTE BUCOYMHM HA IIMKOBeTe (IUIOLUMTE), Ce IOCTPOSBA
KalMOpaLoHHATa KPyBa.

5.6.2.3. UV-kanubpupate Ha u3xonuust pastop Ha DL-a-rokodepor (r. 3.11.1)
Pazpexxnar ce 2,0 ml or u3xonHust pastBop Ha DL-a-tokodepon (r. 3.11.1) ¢ eraron go 25,0 ml u ynrpasuomnerosust

CIeKTbP Ha TO3M Pa3TBOP Ce CPABHsBA CbC CIEKThPA Ha eTaHON (T. 3.1) B criekTpodoTOMETBP (T. 4.6) NPU ABIKMHA HA
BbiHaTa Mexay 250 nm 1 320 nm. MakcMMaHOTO norTbiaHe ce Habmonasa mpu 292 nm:

E!* = 75,8 npu 292 nm B eraHou

1cm

ITpy ToBa paspexkmane TPsiOBa [1a ce MONMyUM CTOMHOCT Ha eKCTUHINS paBHa Ha 0,6.

6. WsuncnsBane Ha pe3ynTaTure
Kato ce m3xoxXma OT cpemHaTa BMCOUMHA (TIOBBPXHOCTT3) Ha INMKOBeTe Ha BuTaMyuH E Ha mpoOHms pasrtsop,
KOHILIEHTpALNSTA Ha To3M pasrsop B pg/ml (u3umcrena kato DL-a-Tokodepon auerar) ce Ompeferis 4pe3 CpaBHEHMe ¢

xanubparoHHara kpysa (1. 5.6.1.2 mmn 1. 5.6.2.2.).

Coobpxanvero w Ha ButamuH E B pobara, uspaseno B mg/kg, ce mpecmsira 1o cremHara popmyria:

500 x ¢ x V
= ﬁ [mg/kg]

KBIETO:

c= KOHLeHTpauus Ha ButamuH E (kato DL-a-Tokodeport auerar) B ipoGHus pastsop (1. 5.4) B pg/ml
v, = obeM Ha IpobHus pasTsop (T. 5.4) B ml
vV, = 00eM Ha B3eTaTa aJIMKBOTHA yacT (. 5.4) B ml

m= TEIJI0 HA YacCTTa OT npo6aTa 3a aHali3 B IrpaMoBe

7. 3abenexku

7.1. Tpu mpobu ¢ HUCKO ChIbPKAHME HA BUTaMMH E, MOXe Ja ce oKaxe MONE3HO 1a ce OOCOMHSAT IHOIYYeHUTE OT HBE
OCAIlyHSIBAHMSI EKCTPAKTH B METPOJICH eTep (IPETErNieHO KOMMUECTBO: 25 g) B equH mpoOeH pasTBOp 3a OIpEHeNsHe
upe3 HPLC.

7.2. Baerara 3a aHanu3 npo0a He TPsIOBa Ia ChIbPKa MOBEUE OT 2 g Ma3HMHI.
7.3. AKo He ce Totyun paserste Ha gasure, ce npubassr okono 10 ml eranon (r. 3.1), 3a 1a ce mpeceye eMysCUsITA.

7.4. Criert cieKTpopOTOMETPUUHOTO M3MEpBaKe Ha pasTBopa Ha DL-a-Tokodepon auerar miu Ha DL-0-ToKopepor ChInacHo
T.5.6.1.3 wmn 1. 5.6.2.3 chOTBETHO, KbM pasrBopa (T. 3.10.1 mwm . 3.10.2) ce mpubassr okorno 10 mg BHT (r. 3.12)
¥ Pa3TBOPBT Ce CbXPaHABA XIANMIHUK (MAKCHMAIeH CPOK Ha ChbXpaHeHMe: 4 ceIMuIy).

7.5. BHT Moxe fa ce 3aMeHy ¢ XMIPOXMHOH.

7.6. PazpesisiHeTo Ha -, -, Y- 1 5-TOKOepoI € Bb3MOKHO IpY M3MON3BAHE Ha HOPMATTHO(A30Ba KOJOHA.
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7.7. Pa3TBOPBT Ha HaTpueB ackopbaT MoxKe M1a ce 3aMeHn ¢ npubnusutento 150 ml ackopOuHoBa KicenuHa.

7.8. Pa3rBOpbT Ha HaTpueB cyadui Moxe [1a ce 3amern ¢ okono 50 ml EDTA.

7.9. Buramnn E MHOro necHo ce Xumponusypa B alKanHa cpea M MOpagM TOBAa € MHOTO UYBCTBUTENIEH KbM OKNCIISIBAHE,
0cO0EHO B TIPUCHCTBMETO Ha MUKPOETIEMEHTH KaToO XKeTsi30 miut Mem. [Ipu ompenensse Ha ButamuH E B mpemukcn mpu
pasumua no-sucoku or 5000 mg/kg, moxe na ce cturHe 1O pasrpaxnase Ha Butamu E. Tlopamm TtoBa 3a
MOTBbPXKIABAHE Ce IPEIOPbUBA METON C M3IMOJI3BaHe Ha BMCOKOePEKTMBHA TEUHA XpOMATorpaus, KOMTO BKITIOYBA
€H3VMMHO Pa3rpaxiaHe Ha [penapara, Chbpxay ButaMut E, Ho Oe3 eTama Ha ocanyHsBaHe B aIKajiHa Cpela.

8. IloBTropsiemoct:

Pa3nukata B pesynrtaTuTe OT [IBe HapaseliHM OIpeNesIIHMS, HPOBEOeHN BbPXy efHa M cblia mpoba, He TpsiOBa ma
HaOxBbpist 15 % MO OTHOLIEHME Ha [O-BUCOKMS pe3yIITar.
9. Pe3yntaTtu oT chbBMecTHO u3cienBaHe ()

Tpemukc Tpemmke pypax &T{Zﬁiﬁl—; TpotenHoB dypax TpaceHua
L 12 12 12 12 12
n 48 48 48 48 48
Cpeima 17 380 1187 926 315 61,3
CTOIHOCT
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: Opoit Ha naboparopuure
n: Opoit OTIENHM CTOMHOCTH
8! CTaHAAPTHO OTKIIOHEHME Ha IIOBTOPSIEMOCTTa
SR: CTaHHAPTHO OTKIIOHEHME Ha Bb3IPOM3BOIMMOCTTA
r= TIOBTOPSIEMOCT
R: BB3IPOU3BOINMOCT
CV.: KOEQUIIMEHT Ha BAPMALVS Ha IOBTOPSIEMOCTTA
CVx: KOeQUIMEHT Ha BapyuaLysl Ha Bb3IPOM3BOIMMOCTTA

(*) TlposemeHo ot PaGorHara rpyma mo ¢ypaxa Ha Verband Deutscher Landwirtschaftlicher Untersuchungs- und

(VDLUFA)

Forschungsanstalten
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CrobkneH uunuHasp (4.8.1)
(sucoumHa okono 48 cm)

Crioit ot neTponeHx
erep

BoaeH cnoi
+
ocanyHsasawa
nobaska

Quzypa 2

ExcrpakTop (Touka 4.8)

)

/ LUnudhosana cTbkneHa

BNOXKa (4.8.2)
(AvnwmHa okono 45 cm)

-.— Perynupyema tpuba
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3.1.

3.2.

3.3.

3.4.

B. OINPEOEITIAHE HA CTIEOM OT MUKPOEJIEMEHTU — XEJIA30, MEI, MAHTAH M IMHK
ChIbpKaHMETO Ha XKEN1A30, MeJl, MAHTaH UM LIMHK Ce OIIpefesis IOCPeICTBOM:

— Merona 3a asanus, npensunet B crainapt EN 15510 — Qypaxu: Meromnu 3a B3emare Ha npo0u u 3a aHanus
— Onpenensse Ha Kamumit, HaTpuil, gocdop, MarHesuit, Kanuil, XKeJs3o, LMHK, Me, MaHraH, KoOar,
MorubeH 1 011080 upe3 [CP-AES, nmn

— Merona 3a aHanu3, npensyied B craunapt EN 15621 — Qypaxku: Metomm 3a B3emane Ha mpolu 1 aHanus —
OmnpernensHe Ha Kanumit, Hatpuit, Gocop, MarHesui, Kasuii, cspa, KeJsI30, LNHK, Mell, MaHTaH 1 KoOant
crienl pasnarase nop Hansirase upes [CP-AES, nimm

— Mertora 3a aHanm3, npenpuneH B crangapt EN 17053 — Qypaxu: Metomy 3a B3emane Ha pobu 1 aHanmus —
OmnperensiHe Ha MUKPOETIEMEHTH, TeXKM MeTajli 1 APYTH eNeMEHTH BbB ypaxy upe3 MacCIeKTPOMETPUS C
VHIYKTUBHO CBbp3aHa miasMa (ICP-MS) (MynTumeron), nm

— Mertona 3a ananms, npensunet B crainapt EN ISO 6869 — Qypaxu. OnpenernsHe chIbpxaH1eTO Ha KanLii,
Me[l, 3KeNsi30, MarHe3wif, MaHIaH, Kamuii, HAaTpuil M LMHK. MeTom, M3mon3saii atoMHOAOCOpPOLMOHHA
CIIEKTPOMETPHSL, MITH

— METOlIa Ha IUTaMbKOBaTa aToMHOabcopbuyonHa criekrpoMerpust (FAAS), omucar B Touky 1—8 mo-gony.

Llen u o6xBaT

MetombT HaBa Bb3MOXHOCT Jia Ce OIpenermm CbIbPKAHMETO Ha MMKPOETIEMEHTUTE 2K€JIA30, ME, MaHraH M LVMHK B
XpaHure (5) rpaHI/IL[I/ITe Ha KOJIMYECTBEHO OIPENCTIAHE Ca CIIEIHNUTE:

— xer3o (Fe): 20 mg/kg
— weq (Cu): 10 mg/kg

— wManras (Mn): 20 mg/kg
— ek (Zn): 20 mg/kg

Ipynaumn

[Ipobata ce MOCTaBsi B PA3TBOP Ha CONHA KMCEMHA CIIE[ Pa3pyluaBaHe HA OPTaHMYHMTE BEWIECTBA, AKO MMA TAKMBA.
EnemeHTuTe Xes30, Mell, MaHTAH ¥ LJMHK CE ONPENeNT C aTOMHOAOCOPOLMOHHA CIIEKTPOMETPSI CIel TOIXOMSILIO
pasTBapsiHe.

PearenTu

Ye00nu GenesRRU

3a NPUTOTBAHETO HA PeareHTUTe M AHATIMTMYHUTE PA3TBOPM CE M3IOJI3BA BONIA, KOATO He CHIbPXKA NOMIIeXalMTe Ha
OIIpeNeNsIHE KATUOHM, MIOJTyUeHa Ype3 IBOJHO JeCTIIMpaHe B OOPOCUITMKATHO MM KBAPLOBO CTHKIIO U 4pe3 ABOMHO
TpeTHpaHe ¢ OHOOOMEHHa CMOJTa.

Pearentute TpsibBa ma GbmAT MOHe C YMCTOTa 3a aHaimu3. OTCHCTBMETO HA €NEMeHTa 3a ONpefersiHe Tpsiba fa ce
IpOBEPsIBA Upe3 eKCIEPUMEHT C IPa3Ha Mpoba. AKO e HeoOXOIMMO, peareHTUTe TPsiOBa TOBIIHUTENHO [ Ce IPEUNCTST.

BmecTo ommcaHuTe MO-HONY CTaHIAPTHM PA3TBOPM, MOTaT Ha Ce M3MON3BAaT THPIOBCKM CTAHIAPTHM PasTBOPH, MpU
YCIIOBME Ue Te Ca C TApaHTUPAHO KAuecTBO I Ca POBEPEHN Tpen yrorpeda.

Conna xucermuua. (d:1.19 g/ml).
Conxa kucenmua. (6 mol/l).
Conna kucemmHa. (0,5 mol/l).

(nyoposonoponsa kucemmua 38—40 % (v[v) cbe chbubpxkanme Ha xemsso (Fe) mom 1 mgfl u ocrarsk cren
m3napsieane mox 10 mg (kato cyndar) Ha UTHP.

(®) Merombr He e BATMIMpPaH [OCPEICTBOM ChBMECTHO M3IMTBAHE 33 pasinyunyu GypaxxHu Marpuum. 3a IOIbIHMTeNHA nEGopMaLmst BX. https:/[ec.

europa.eufjrc/en/eurl/feed-additives/authorisation.
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3.5. CsipHa kucermua. (d:1,84 g/ml).
3.6. Bomopone npekuc. (mpubmmsurenHo 100 obema kucnopoxn (30 % Ha Terno)).
3.7. CranpapreH pastsop, cbibpkat xeits3o (1 000 pg Fe/ml), npurorsen, KakTo crensa, WM eKBUBATICHTEH ThPIOBCKM

OCTBIIEH Pa3tBop: pasrBapst ce 1 g xems3Ha ten B 200 ml conmua kucenmnua ¢ KoHueHTpamms 6 mol/l (r. 3.2),
noGassr ce 16 ml BomopomeH mpekuc (. 3.6) u ce DOMbIBA TO €AMH JIATP C BOJA.

3.7.1. PaGoTeH cTaHmapTeH pasTBop, chibpxaul xens3o (100 pg Fe/ml), mpuroTBeH upe3 paspexnaHe Ha efHA YacT OT
CTaHAApTHMS PasTBOp (T. 3.7) ¢ 9 yacTu BomA.

3.8. CrangapreH pastsop, chmbpxait Mer (1 000 pg Cu/ml), npuroTseH, KaKTo CrefBa, Wiy CKBMBANICHTCH THPrOBCKM
IIOCTBIIEH Pa3TBOp:

— pasteapst ce 1 g men Ha mpax B 25 ml conHa kucenmHa ¢ KoHueHtpauys 6 mol/l (r. 3.2), mobassr ce 5 ml
BOTIOPOJIEH MpeKNC (T. 3.6) U ce MOIbIIBA HO eIVH JINTBP C BOTIA.

3.8.1. PaGoren craHmapreH pasteop, cbubpxaml Men (10 pg Cu/ml), mpurotBeH upes paspexmaHe Ha egHa YacT OT
CTaHOapTHMA pa3Top (T. 3.8) ¢ 9 yacTy Boma M CIiell TOBa pa3peKIaHe Ha eHA YacT OT NOJIyYeHNMs PasTBop ¢ 9 yacTu
BOTIA.

3.9. CrannapreH pasrBop, ceabpxa Marras (1 000 pg Mn/ml), mpuroTseH, KakTo cremBa, Uy €KBUBATICHTEH ThPIOBCKY

JIOCTBIIEH pa3TBOP:

— pasrteapsi ce 1 g Manran Ha npax B 25 ml conna kucermta ¢ KonuesTpauys 6 mol/l (1. 3.2) u ce nombisa go eanH
TIUTBP C BOIIA.

3.9.1. PaGoreH craHmapreH pastsop, chobpxai Maura (10 pg Mnjml), mpurotsen upes paspexpmaHe Ha emHA 4acT OT
CTaHAApTHMA pa3Top (T. 3.9) ¢ 9 yacTy Boma M CIiell ToBa paspeKIaHe Ha efHA YacT OT MOJIyYeHNMs PasTBop ¢ 9 yacTu
BOJA.

3.10. CrannapreH pasteop, cbibpxkau uueK (1 000 pg Zn/ml), npurotses, KakTo Cresa, MM €KBUBAICHTEH ThPIOBCKY

IIOCTBIIEH PA3TBOP:

— pasteaps ce 1 g LyHK Ha JleHTH iy Jwctose B 25 ml conHa Kucenuua ¢ KoxueHTpauyst 6 mol/l (1. 3.2) u ce
IOIbIIBa 10 1 IMTBP € BOJA.

3.10.1. PaGoten crampmapreH pasteop, chmbpxam mvHK (10 pg Zn/ml), mpuroTBeH upe3 paspexmaHe Ha €OHa YacT OT
CcTaHpapTHUA pasteop (T. 3.10) ¢ 9 yacTy Boma M Cred ToBa paspexXNaHe Ha €HA YacT OT MOJIyuYeHus pasTsop ¢ 9
YacTy BOJIA.

3.11. Pa3TBOp Ha JIAHTAHOB TPUXJIOPUI: pa3tBapsr ce 12 g mantaHoB okcum B 150 ml Boma, mobassr ce 100 ml conna

KucenuHa ¢ KoHueHtpams 6 mol/l (1. 3.2) u ce mOMbIIBA MO eOMH NMUTHP C BOTA.

4. Amnaparypa
4.1. My¢ernHa el ¢ perysupate Ha TeMIlepaTypara i [0 Bb3MOKHOCT ChC 3aIIMCBALLO YCTPOICTBO.
4.2. Cpaosere TpsOBa ma OBOAT OT YCTOMUMBO GOPOCHITMKATHO CTHKIIO M Ce MPEMOPhYBA [a CC U3MOJI3BA amapat, KOMTo e

NpeoHa3HauYeH CaMo 3a OIpeNersiHe Ha MUKPOCTIEMEHTH.

4.3. ATOMHOa0COPOLMOHEH CIIEKTPOMETBp, ChOTBETCTBALL HA M3VMCKBAHMATA HA METOA, C OIIEl Ha YyBCTBUTETHOCTTA U
IPELM3HOCTTA B HeOOXONMMILS! 00XBaT.
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5.1

5.1

)
()

Ipouenypa ()
TIpobu, ce0spsRauyl Op2aHUUHL BeleCea
1 Onenengsate u npuzomeste na pasmeopa 3a anarus ()

1.1 Tocrassit ce 5—10 g or npoGara, mpemepera ¢ TouHocT 1o 0,2 mg, B KBApLOB MM IUTATHHEH TUTeN (BX. 3a0erekka
0)), macyasar ce B ner ipu 105 °C v TureITsT ce OCTaBs B CTyHeHaTa MydenHa mew (. 4.1). [Temra ce 3atapst (Byk
3aberIeXKa B) M TeMIIEpaTypaTa OCTeIeHHO ce roByuiuasa 1o 450—475 °C 3a okono 90 muryTy. Tasu Temnepatypa ce
nonmbpxa 4—16 vaca (Hamp. pe3 HOILTa) 3a OTHEINSHE HA CaxXINTe, CTef TOBa IIeITa ce OTBapsl, 3a Ja ce OXJIamy (BXK.
3aberexKa r)).

Tenerrra ce HABTAXHSIBA C BONA U Ce IIPeXBbpIist B Oexeposa yama ot 250 ml. Turemst ce u3musa ¢ okono 5 ml conta
kucenuHa (T. 3.1), cren koeto nmocrenHaTa 6aBHO M BHMMATENHO ce 100aBst KbM GexepoBa yalia (Moxe ma uMa OypHa
peakuus nopamu obpasysanero Ha CO2). Kanka no xanka ce gobasst conHa kucenua (T. 3.1) kato ce pasObpksa
[IOKATO IpecTaHe 00pasyBaHeTo Ha Ta3oBM MeXypuera. Msmapsisa ce 0 CyXo, KaTo OT BpeMe HaBpeMe ce pasObpKBa Che
CTbKIIEHa NPBYKA.

Hobassr ce 15 ml conna kucenvHa ¢ koHuenTpauust 6 mol/l (r. 3.2) kbM ocTaThKa, crier koeto ce fodassr u 120 ml
Boma. Pa3ObpkBa ce CbC CTBKJIGHA NPBUKA, KOATO ce OCTaBs B GexepoBara ualla, ¥ INOCIEQHAaTa ce MOKpMBA C
YaCOBHMKOBO CTBKIIO. BaBHO ce HarpsiBa 10 KMIleHe ¥ ce MOLTbpKa Ta3y TeMIlepaTypa IOKATO CIpe pasTBApsSIHETO Ha
nenenta. uiTpupa ce mpes nCTa OT TeNeN GUITHPHA XAPTHS U QUITPATET Ce ChOMpa B MepuTenHa konba ot 250 ml.
Bexeposara yaiua u ¢puIThpbT ce u3MuBar ¢ 5 ml ropema conta KucenuHa ¢ KoHuentpauyst 6 mol/l (r. 3.2) n aga ety
¢ Bpsima Boma. Harrbrsa ce MeputenHata Konba 10 Mapkara ¢ BOma (KOHLEHTpAUMs HA CONHATA KMCENMHA OKONIO
0,5 mol/l).

1.2, AKO OCTaTBKBT BbB QWIThpa M3INEXKMOA YepeH (BBITIEPOH), TON ce BpbIUA B NELITa M Ce OINEMessBa OTHOBO MK
450—475 °C. Tosa onemnernsBaHe, KOETO M3UCKBA CaMO HSKONKO 4aca (OKONMO 3—5 daca), € 3aBbpllIEHO, KOTaTo
nentenTa u3miexma Gsia v mouty 6s1a. OCTaTHKBT e pasTBapst ¢ okono 2 ml conmHa kucenyHa (r. 3.1), n3mapsisa ce
II0 cyxo 1 ce moGassT 5 ml conHa KucenuHa (1. 3.2) ¢ KoHueHTpauust 6 mol/l. Harpsisa ce, pasTBOpbT B MepuTeIIHATa
Ko10a ce GUITpKpa 1 Ce TOMbIBA 10 MbiIHMs 00eM ¢ Boxa (koHueHTpauust Ha HCl okono 0,5 mol/l).

3abeneskru:

a) Tlpu ompenemnsiHeTo Ha MMKpPOETIEMEHTUTE € BAXKHO 1A Ce B3eMAT MPENBUI PUCKOBETE OT 3aMbPCsIBaHe, 0COOEHO C
LIVMHK, MeJl M XKel1s130. 3aT0Ba 00OPYIIBAHETO, KOETO Ce M3ION3BA 33 MIONIOTBSHE Ha IpoOuTe, He TPsiOBa [1a ChbIbpKa
Te3U MeTall.

3a HamassiBaHe Ha OOWIMS PUCK OT 3aMbpcsiBaHe TpsiOBa ma ce pabotu B obesmpatieHa atMocdepa ¢ GesynpedHo
ucTy npuGOpY M BHMMATEITHO M3MUTH CTBKIIEHN ChIoBe. OIpENeNsHETO Ha MMHKA € 0COOEHO UyBCTBUTEIHO KbM
MHOTO BUIOBE 3aMbPCSABAHE, HAIPUMEP OT CTBKIIEHNUTE CHIIOBE, PEareHTUTe, IpaxTa 1 Mp.

6) Ternoro Ha mpoGara, KosTO TpsiGBa [a Ce OIEIENHN, Ce M3UMCIABA, KAaTO Ce B3eMe MPemBUI NpUOIM3UTETHOTO
CHIbPXKAHME HA MMKPOETIEMEHTM BbB ¢ypaxka [0 OTHOMIEHME HA UyBCTBUTENIHOCTTA HA M3IION3BAHMS
criekTpodoToMeTHp. 3a onpefeneHyt Ppypaxu, KOUTO ChIIbPXKAT MAJIKO MUKPOETIEMEHTH, MOXKe [1d € HeOOXOMMO 1a
ce 3amouHe ¢ mpoda ot 10—20 g v [1a ce orpaHmuM KpaHusT pasreop camo 1o 100 ml.

B) OnernesisiBaHETO TpH6Ba T1a ce M3BbplIBa B 3aTBOPEHA IEILL 0e3 nofaBaHe Ha Bb3IyX UM KUCITOPOM.

1) Temneparypara, KOSITO IOKa3Ba IMPOMETPT, He TPsi6Ba f1a Hamsuiasa 475 °C.

Morar f1a ce M3MON3BaT M NPYTM METONM 3a M3BapsiBaHe, NPY YCIOBME Ye € JIOKA3aHO, e Te JaBaT CXOJHM Pe3yNnTaTy (Hamp. M3BapsiBaHe MOJ
HAJITaHe C MUKPOBBITHM).

3enenute Qypaxu (PeCHM WM M3CYLICHY) € Bb3MOXKHO [1a ChIbPKAT 3HAUMTEITHO KOMMYECTBO CHIIMLMEB TMOKCHUI] OT PACTUTENCH HPOM3XOI,
KOJTO MOXKe J1a 3a[TbPKJ MUKPOEIIEMEHTHUTE, ¥ KOITO TpsibBa [1a Obie orcrpareH. [Topamy ToBa, 3a mpobu ot Te3u pypaxku TpsiOsa Iia ce ciieqBar
crenHuTe M3MeHenn npouenypu. Onepaumst 5.1.1.1. ce mpoexna enHoBpemeHHO ¢ ¢uirpupanero. QuirbpHata xapTus ¢ HepasTBOpUMMS
OCTaTBK Ce M3MMBA JIBA ITLTYU C BPsiIa BOJA M Ce [I0CTaBsl B KBApLIOB MIIM IIATMHEH TUTEIL.

B mydennara meut (1. 4.1) ¢unrbpHata xapTus ce usrapst npu Temneparypa nox 550 °C, JOKAaTO BCHYKM CaXKIEHM YaCTULM M3Ye3HAT HAITBIIHO.
Ocrassi ce 1a M3CTHUHE, HO0ABAT Ce HAKONKO Kamky Boma 1 10—15 ml dryoposomoponsa kucenyHa (1. 3.4) u ce MOIJIara Ha u3mapsisaHe 1o
cyxo mpu okono 150 °C. AKO MMa OCTaTbLUM OT CIMUMEB IMOKCHUA B OCTaTbKa, Te Ce PasTBapsAT MOBTOPHO B HSAKOJNKO MUIIMIIUTPA
¢ryopoBonopoHa KuicenuHa (T. 3.4) i ce NOMIAraT Ha u3napsisaHe 10 cyxo. [Jo0aBsiT ce HAKOIKO KAIKM CsipHA KUCenuHa (T. 3.5) ¥ ce Harpsisa,
JIOKATO NpecTaHe [1a ce o6pasysa 6su1 mumM. Crielt KaTo ce [oHaBAT OKONo 5 ml conHa Kucenuua ¢ KoHueHtpauus 6 mol/l (r. 3.2) u okono 30 ml
BOIIA, PA3TBOPBT Ce HArpsisa, GuiaTpupa ce B MeputesiHa konba ot 250 ml u ce momrsnsa 1o mbiHMs 06eM ¢ Bofa (koHueHTpaimst Ha HCl okono
0,5 mol/l). Criext ToBa ce npUCTBIIBA KbM ONPEEISHETO B CbOTBETCTBUE C TOUKA 5.1.2.
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5.1.2. OnpemensHe 4pe3 CIeKTPOPOTOMETPUS

5.1.2.1. TpurorBsiHe Ha KaMOPALMOHHY Pa3TBOPY
3a BCEKM OT eJIeMEHTHTe, KOMTO LIIE Ce OTPENIeNsT, OT pabOTHMTE CTAHIAPTHY Pa3TBOPH, OCOUEHN B Toukm 3.7.1, 3.8.1,
3.9.1 u 3.10.1, ce npuroTBs cepusi OT KanMOPALMOHHM PA3TBOPH, KaTo Bceku mMa KoHueHTpauus Ha HCl okono
0,5 mol/l (n (3a xems130T0, MaHTaHa ¥ LMHKA) KOHLEHTPALVs HA NAHTAHOB TPUXIIOPHMI, ekByBaneHTHa Ha 0,1 %
La (w/v).
TMonbpaHuTe KOHLEHTPALMM HA MUKpOENeMeHTI TPsiOBa [1a GbIAT B PAMKMTE Ha YYBCTBUTESHOCTTA HA M3IONI3BAHMS
cniekrpoMersp. Tabmuimre Mo-moMTy IaBaT MPUMeEPM 33 ChCTABA HA TUIIMYHM CEPUM OT KamMOPAUMOHHM PasTBOPY; B
3aBUCUMOCT O0aue OT BUAA UM UyBCTBUTENIHOCTTA HA M3MON3BAHMUS CIIEKTPOGOTOMETbP, MOXE [a Ce HAlOXM Aa Ce
u30epar IPyry KOHLEHTPALVNL.

Kensaso
pg Fe/ml 0 0,5 1 2 3 4 5
ml paGoten cTannapren pastsop (1. 3.7.1) 0 0,5 1 2 3 4 5
(1 ml =100 pg Fe)
ml HCl (1. 3.2) 7 7 7 7 7 7 7
+ 10 ml pasrsop Ha arTaHoB TpuxiTopux (1. 3.11) 1 ce ormea ¢ Boma go 100 ml
Men
pg Cu/ml 0 0,1 0,2 0,4 0,6 0,8 1,0
ml paGoten cranmapren pasteop (1. 3.8.1) 0 1 2 4 6 8 10
(1 ml=10 pg Cu)
ml HCl (1. 3.2) 8 8 8 8 8 8 8
Manran
pg Mn/ml 0 0,1 0,2 0,4 0,6 0,8 1,0
ml paboten cranmapres pasrsop (r. 3.9.1) 0 1 2 4 6 8 10
(1 ml =10 pg Mn)
ml HCl (1. 3.2) 7 7 7 7 7 7 7
+ 10 ml pasrsop Ha naHTaHoB TpyxstopuA (1. 3.11) 1 ce nommsa ¢ soma go 100 ml
Huuk

pg Zn/ml 0 0,05 0,1 0,2 0,4 0,6 0,8
ml paboreH craHnapreH pastsop (1. 3.10.1) 0 0,5 1 2 4 6 8
(1 ml=10 pg Zn)
ml HCl (r. 3.2) 7 7 7 7 7 7 7
+ 10 ml pastop Ha narTaHoB TpuxyOpUn (1. 3.11) 1 ce monmea ¢ Boma o 100 ml

5.1.2.2. [IpuroTssiHe Ha pa3TBOpa 3a aHANIN3
3a onpemersiHETO HA MeNTa PasTBOPBT, IPUTOTBEH KAKTO € YKa3aHo B T. 5.1.1, MoXe a ce M3M0II3Ba IMPEKTHO. AKO €
HEOOXO[IMMO KOHIIEHTpALsITa My MIa Ce CBEde IO PaMKMTE Ha KaJIMOpAaLMOHHUTE PasTBOPH, MOXE [ Ce IPEXBbPIN
aNMKBOTHA YacT OT Pa3TBOpa C mumera B MepurenHa konba or 100 ml u ma ce momsimHM IO MapKara Cbc COMHA
KucenmuHa ¢ koruentpauvs 0,5 mol/l (r. 3.3).
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5.1.2.3.

5.1.2.4.

5.2.

3a ompemensAHeTo Ha KeNsA30TO, MAHTaHA U IMHKA Ce MPeXBBpIISA C MUIeTa aMKBOTHA YacT OT pa3TBOpa, MPUIOTBEH,
KaKTO ¢ yKa3aHo B T. 5.1.1, B mepurenHa kor6a or 100 ml, nobassr ce 10 ml pasTBop OT NaHTaHOB TPUXIIOPHL (T.
3.11) u ce JombiBa IO MapKata ChC CONHA KucenmHa ¢ KoHuentpauust 0,5 mol/l (r. 3.3) (Bx. cbwo 1. 8 —
»3a0emexKKI").

KoHTponen excriepuMeHT

KoHTponHusT excriepumeHT TpsibBa [1a BKITIOYBA BCHYKM yKa3aHN CTBIIKM Ha MPOLEIYpaTa, ¢ M3KIIOYEHNE Ha TOBA, Ue
ce mporycka jobassiHeTo Ha mpoGHus Matepuan. KanmOpaumoneH pastsop ,0“ He TpsiOBa Ja ce M3MON3BAa Kato
KOHTPOJIEH Pa3TBOP.

VI3MepBaHe Ha aTOMHaTa abcopOLLs

Vamepsa ce atomHara abcopOuyst Ha KammMOpauMOHHMTE PasTBOPM M HA PasTBOpa, KOITO Lie Ce aHAIM3MpA, Upe3
U3MOMN3BaHe Ha OKMCIIABALL Bh3IYIIHOALETUIEHOB TIAMBK HPY CIIEIHNTE IbIKMHY Ha BbJIHATA:

Fe: 248,3 nm

Cu: 324,8 nm
Mn: 279,5 nm
7Zn: 213,8 nm

Beymuky msMepBaHys ce M3BBPIIAT YETUPH ITHTH.

Mutepannu gypasu

Ako mpobata He ChIbpXKa OpPraHMYHM BEIIECTBA, HE ¢ HEOOXOMMMO [a Ce M3BbPLIBA MPEIBAPUTEIIHO ONCIeENsIBAHE.
Tpouemmpa ce, KaKTO ¢ yKasaHo B Touka 5.1.1.1, Kato ce 3amouse or Bropus maparpad. Moxe fia ce mporycHe
M3MAPSIBAHETO C (ITyOPOBOIOPOIIHA KICENIHA.

U3uncnsasaHe Ha pesynraTure

C momouura Ha KaMOPALMOHHA KPYBA Ce M3UNMCIISIBAT KOHIIEHTPALMITE HA MUKPOEIIEMEHTUTE B PAa3TBOPA 32 aHAIN3 U
Pe3yITaThT ce M3Pa3siBa B MUIMTPAMIt MUKPOETIEMEHT Ha KMIOrpaM poba (ppm, 4acTy Ha MUIHMOH).

IoBTOpsiemocT

Pasnukara MEXMIY pe3yJITaTUTE OT OBE MapaJICTIHN ONPENEAHNS, U3BbPIIEHN C €IHa U Chllla rlpo6a, OT €VH U CblI
na60paHT, HE TpH6Ba a HaaBuIlaBa:

— 5 mg/kg karo abconoTHa CTOMHOCT NPY ChIbPXKAHME Ha BHIPOCHMs MuKpoeriemert 1o 50 mg/kg;
— 10 % oT mo-BUCOKNSI Pe3yNTar Ipy ChIbpXKaHNMe Ha BBIPOCHNS MukpoenemeHt ot 50 no 100 mg/kg;
— 10 mg/kg karo abcomnoTHa CTOMHOCT NPy ChIbPXKAHME Ha BHIPOCHMS! MyKpoerteMeHT ot 100 mo 200 mg/kg;

— 5 % OT NO-BUCOKMSI PE3YIITAT [P ChIbPXKAHME Ha BBIPOCHMS MuKpoenemeHT Hag 200 mg/kg.

3abenexku

Harmumero Ha romemy kommdecrsa ¢ocdarit MOXe [a OKaxe HeOJarompysTHO BIIVSIHME BBPXY OMpEHEISHETO Ha
KeJsA30, MaHraH i UyMHK. [omoGHO BrusiHye TpsiGBa ma Obme KOPUIMPAHO C JOOABSHETO Ha PAasTBOp HA JTAHTAHOB
tpuxnopun (1. 3.11). Ako obaue TernoHOTO choTHOUIEHNe Ca + Mg[P > 2, mobaBsiHeTo Ha pasTBOp Ha JTAHTAHOB
TpuxItopun (T. 3.11) KbM aHAIM3UPAHUS Pa3TBOP U K'bM KaIMOPaLMOHHUTeE PAa3TBOPU MOXe 1a Ce IPOILYCH.
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T. OINPEOEIISHE HA XATTOQYTMHOH

DL-mpatc-7-6pomo-6-x10po-3-[ 3-(3-xudporcu-2-nunepudun)ayemonun]-rgutasonun-4-( 3H)-na xudpobpomud.
ChIIbPKAHNMETO Ha XaTIOPYTUHOH Ce OMpENIers OCPECTBOM:

— Merona 3a aHanus, npensuieH B crannapt EN 17299 Qypaxu: Meromm 3a B3emaHe Ha npo6u 1 aHanms —
CKpPMHMHT ¥ ONpefeNisiHe Ha paspelleHy KOKUMAMOCTATUIM Ha HIBO J00aBKa, Ha 1 % u 3 % KpBCTOCAHO
3aMBPCSIBAHE, KAKTO ¥ HA HEPEIMCTPUPAHM KOKUMIMOCTATHIM M aHTMOMOTMK HAa HUBO (ypaxHH
KOMIIOHEHTM B KOMOMHMpaHM Qypaxy upe3 BMUCOKOepEKTMBHA TeUHa Xpomarorpadusi M TaHHEMHa
maccrekrpomerpust (LC-MS/MS), win

— upe3 BUCOKOepeKTMBHA TeuHa xpomatorpadus ¢ obpatsa daza (HPLC), ¢ m3nonssane Ha UV perektop,
CBITIACHO OIIMCAHOTO B TOUKM 1—8 1o-gony.

1. Llen u o6xBaT
MeTorsT 1aBa BB3MOXKHOCT 3a ONpeleNssHe Ha KOJNMYECTBOTO Ha XajlOQyIMHOH BbB Qypaxu. [paHuuara Ha
KomyuectBeHo omnpenensae e 1 mg/kg.

2. IpyHmn
Crien TpeTypaHe ¢ ropera Bofa, XaTogyTMHOHET ce eKCTPaxipa KaTo CBOOOIHA OCHOBA B ETUIIOB ALIETAT I CIIEM TOBA CE
pasgenst KaTo XMAPOXJIOPUI BbB BOLEH KMCETMHEH pasTBOp. EKCTPaKTBT ce OUMCTBA HOCPEACTBOM IOHHOOOMEHHA
xpomatorpadust. ChIBpXKAHMETO HAa XanoyrMHOH ce ONpemeNst C IMOMOWITA HA BUCOKOGPEKTHBHA TeUHA
xpomarorpadust ¢ obparta ¢gaza (HPLC), kato ce nsnonssa UV-gerexrop.

3. Pearentu

3.1. Aueronutpu, ¢ uncrora 3a HPLC

3.2. Ambeprur XAD-2 cmona

3.3. AMoHueB auerat

3.4, Etunos auerar

3.5. OuleTHa KVCeNMHA Ha KPUCTAIN

3.6. XanoyrmHoH — cranHmaprHO BewectBO (DL-TpaHc-7-6poMo-6-x110po-3-[ 3-(3-XumpoKcy-2-InIepumIt) aueToHmI | -
xuHa3onnH-4-(3H)-on xumpobpomup, E 764)

3.6.1. VI3xoieH cTaHmapTeH pastBop Ha xanodyrnxoH, 100 pg/ml
Iperernsr ce ¢ touroct go 0,1 mg 50 mg xamodyrmHow (T. 3.6) B rpamympana komba ¢ BmectuMoct 500 ml,
pastBapsiT ce B OydepeH pasTBOp Ha amoHueB aterar (. 3.18), mombisa ce 1o mbiaHMUsE 00eM ¢ OyepeH pasTBop 1 ce
pas6bpksa. Tosu pasTBop OcTaBa crabuieH B IPOTBIKEHNE HA TPU CEIMULM pu Temnepatypa 5 °C, ako ce CbXpaHsiBa
Ha TbMHO.

3.6.2. KannbpauvoHHu pa3rsopn
B nopemnua ot rpamyupany koinou ¢ sMectumoct 100 ml ce mpexssprar 1,0, 2,0, 3,0, 4,0 u 6,0 ml ot usxonHus
CTAHJAPTeH pasTBOp Ha XanodyrmHoH (T. 3.6.1). Hombisat ce g0 mbmHus obeM ¢ momsixkHata gasa (r. 3.21) u ce
pas6bpksar. PastBopute lue MMAaT CHOTBETHO KOHLEHTpawwm Ha xanodyruHon 1,0, 2,0, 3,0, 4,0 n 6,0 pl. Pasropure
Tps10Ba [ ce IPUTOTBAT HEIIOCPEACTBEHO Mpenyt YroTpeba.

3.7. ConHa KucermHa (p,o e mpubrmsurento 1,16 g/ml)

3.8. Meranon

3.9. CpebbpeH HuTpar

3.10. Harpues ackopbar

3.11. Harpues kap6oHat

3.12. Hatpues xnopun
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3.20.

3.21.

4.1.

4.2.

4.3.

4.4.

4.4.1.

4.5.

4.6.

4.7.

4.8.

5.1.

EDTA (eturneH-ImMaMuH-TeTpa-oleTHA KUCEINHA, IBYHATPHEBA COI)
Boma, ¢ uncrora 3a HPLC
PasrBop Ha Harpues kapboHar, ¢ = 10 g/100 ml

Hartpues Xjopun — HacuTeH pasTBop Ha HaTpueB KapOoHar, ¢ = 5 g/100 ml

Pazrapsr ce 50 g Hatpues KapOoHar (r. 3.11) BbB BOma, paspexna ce o 1 murbp u ce mo0aBsi HATpUEB XIOPUH (T.
3.12), okaTo ce MONy4y HaCUTEH PasTBOP.

Conxa xuceruua, npubmsuterto 0,1 mol/l.

Pazrsapst ce 10 ml HCI (1. 3.7) BbB Boma, mokato ce nomyun 1 1.

BydepeH pa3rsop Ha aMoHuMeB auerat, npubmusutento 0,25 mol/l

PazrBapsr ce 19,3 g amonues aterar (1. 3.3) u 30 ml ouerHa xucenmuua (1. 3.5) BB Boma (1. 3.14) u pasTBOp®T ce
paspexma o 1 1.

Tonroteste Ha ambeprut XAD-2 cMona

TMomxomsmo KomnuecTso aMbepruT (T. 3.2) ce IPOMIBA € BOJA, TOKATO GBIAT OTCTPaHEH! BCMUKM XITOPHY HOHM, KaTo
TOBA Ce YCTAHOBSIBA Upe3 TeCT Chbc cpedbpeH HUTPAT (T. 3.20), KOITO ce M3BbpLIBA BbPXY HpOMUBHATA Bona. Crierl ToBa
cMorara ce pomusa ¢ 50 ml Meranon (3.8), OTCTpaHsBa ce METAHOITBT ¥ Ce CMOITATA Ce ChXPAHSBA MO YMCT METAHOIL.

PasrBop Ha cpeGbpeH HuTpar, npubmmsntenHo 0,1 mol/l.

Pazreapsr ce 0,17 g cpeObpen Hupar (1. 3.9) 8 10 ml Bopa.

TMomsuxua daza HPLC

Cmecsar ce 500 ml aneronutpun (r. 3.1) ¢ 300 ml 6ydeper pasrop Ha amMoHwes auerar (r. 3.18) u 1 200 ml Bopa (r.
3.14). Kucermurocrra ce Kopurnpa 1o pH = 4,3, kato ce u3monssa owerHa KucenyHa (1. 3.5). Pa3rsopbr ce puirpupa
npe3 GuiIThp ¢ pasmep Ha mopute 0,22 pm (1. 4.8) 1 ce obe3rassiBa (Hamp.upe3 [OHNIATaHe Ha BB3AENCTBUETO Ha
yNTpasByK B mpombikeHne Ha 10 MumyTy). To3u pasrBop oCTaBa cTabwieH B IPOIBIIKEHNME HA €AMH MeCeLl, Ipu
YCIIOBME Y€ Ce ChbXPaHABa Ha ThMHO MSCTO B 3aTBOPEH CBI.

Amnaparypa

YnTpasBykoBa BaHa

PoTalmoneH THHKOCIIOEH M3IapyUTest

Llenrpodyra

Anapar 3a HPLC ¢ UV-fieTeKTOp ¢ HacTpolika Ha IBIKMHATA Ha BbIIHATA WIN C IETEKTOP C AMOMIHA MaTpulia

Kornona 3a Teusa xpomarorpadus, 300 mm x 4 mm, Cyg, biHEXK 0T 10 {m, WM eKBUBATIEHTHA KOJIOHA

CrpkiteHa konoHa (300 mm x 10 mm), cHabpeHa ¢ QUITbP OT CUHTEPOBAHO CTHKIIO M CIMPAYHO KPaHYE.

(Qunrpu ot crpKIOBNAKHO, ¢ MUameThp 150 mm

Membpasren ¢punrsp, 0,45 pm.

Membpasren ¢punrsp, 0,22 pm.

IIpouenypa

3abeneskra: XanoyrHOHBT KaTO CBOOOIHA OCHOBA € HECTAOMIIEH B aIKAIIHI Pa3TBOPM 1 B PA3TBOP Ha €TIIOB aLleTar.
XartodyrMHOHBT He TPsIOBa Ja OCTaBa B €TUIIOB aLeTaT nosede or 30 min.

O6wju nonoskerus

Ananusupa ce gypax 6e3 moOaBKi, 32 I Ce MPOBEPY HANM He MPUCHCTBAT XaOQPYTMHOH WM APYIM 3aMbPCSIBALN
BEILIECTBA.
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5.1.2. [poBexma ce TecT 3a aHaIMUTHUEH J00OMB, KaTo ce aHamy3upa ¢pypax Ge3 mobasky, oborateH upe3 0OABSHE Ha M3BECTHO
KOJMYECTBO XanoQyriHOH, ONOOHO HA TOBA, KOETO MPUCHCTBA B Ipobata. 3a a ce o0orati QypaxbT IO paBHMLIE
3 mg/kg, ce moGasst 300 pl or u3xonumst cranmapren pasrsop (r. 3.6.1) kbm 10 g ot gypaxa 6e3 moGasku, cMecBa ce
u ce u34aksa 10 min, mpemy f1a ce NpeMyHe KbM eTalla Ha eKCTpaxupase (1. 5.2).

3abeneskra: 3a uemuTe Ha TO3U MeTof ypaxkbT Oe3 qobaBky TpsiOBa [a € MOMOOEH IO BUI Ha TO3K OT Ipobara u mpu
aHanu3 [1a He ce OTKPMBA XaJIOQyTHHOH.

5.2. Ercmparyus

Mperernsr ce ¢ Touroct 1o 0,1 g 10 g ot moarorseHara npoba B enpyBseTka 3a LeHTpodyrnpane ¢ BMectyMoct 200 ml,
moGassr ce 0,5 g HaTpues ackopOar (1. 3.10), 0,5 g EDTA (r. 3.13) u 20 ml Boga u ce pa3dbpksa. TpbOuuxara ce
nocraest 3a 5 min BbB BopgHa 6Oaus (80 °C). Crien OXaxnaHe 1O CTaiiHa Temmeparypa ce gobasst 20 ml pasreop Ha
HaTpues KapOoHar (T. 3.15) u ce pasObpksa. HesabaBHo ce mobassr 100 ml ermnos auerar (1. 3.4) u ce pasknama
CUITHO C PbKa B POIbIIKeHNe Ha 15 cekyHmu. Crien Toa enpyBeTKara ce MOCTaBsl 32 TpY MUHYTH B yNITPa3ByKOBa BaHa
(1. 4.1) u ce pasxiabBa 3amymaskara. Llenrpodyrupa ce B mpOTBIKeHMe HA U ce IpenuBa ¢asara Ha eTUIOBKS aleTaT
npe3 GUITHp OT CTHKIOBIIAKHO (1. 4.6) B menurensa ¢yrus ¢ svectumoct 500 ml. Excrpaxmpanero Ha mpofara ce
nosrapst ¢ sropa nopuus or 100 ml ermnos auerar. CpOpaHuTe Ha €IHO MSICTO €KCTPaKTH Ce IPOMMBAT B
npogbikeHye Ha ¢ 50 ml HacuTeH pasTBOp Ha HATPWEB XIOPWA B PasTBOp Ha HaTpueB KapboHat (T. 3.16) u ce
OTCTpaHsBa BOIHVAT CIIOM.

Excrpaxypa ce OpraHMYHMAT CIIOf B mpombikenne Ha 1 min ¢ 50 ml conna kucenyua (r. 3.17). Tlpexsbprst ce
OMHMST KMCETIMHEH CT10j1 B menuTtenta ¢yHus ¢ Bvectumoct 250 ml. TToBTOpHO ce ekcTpaxupa OpraHMUHMAT CII0i B
IIPOIBIIKEHNE Ha MIHYTA ¥ [I0TI0BMHA ¢ HOBYU 50 ml pa3TBop Ha COIHA KMCENMHA U Ce IIPUOABS KbM IIbPBISL €KCTPAKT.
CpbpaHuTe 3a€MHO KIMCETMHHI eKCTPAKTIH Ce IPOMIBAT Upe3 BbPTEHE B IPOIbIKeHNMe Ha npubrmmsntenHo 10 s ¢ 10 ml
eTUIIOB alieTar (T. 3.4).

BomHusT c1oit ce MpeXBbpIis KOMMYECTBEHO B 06nomrpHHa Konba ot 250 ml, Kato ce oTcTparsiBa opraHMdHaTa (aza.
MsnapsBa ce LEMMAT OCTaHaN €TUIIOB alETaT OT KMCENMHHMA PasTBOP, KAaTO CE M3IOJ3BA POTAlMOHEH THHKOCTIOEH
unapuren (1. 4.2). Temneparypara Ha BoHata GaHst He TpsiOBa na Hamsumasa 40 °C. Ilox BakyyM oT NpuGIM3nTEIHO
25 mbar HenusT OCTaThUeH eTUIIOB aLleTaT ce OTCTPAHsBA B paMKuTe Ha 5 min npyu Temneparypa 38 °C.

5.3. TTouucmeane

5.3.1. MlonroTssiHe Ha KONOHATa ¢ aMbepnur

3a BCeKy eKCTPAakT Ha mpoQara ce MOMroTsst mo enHa konmoHa XAD-2. 10 g or mogrorserust ambepmut (1. 3.19) ce
TIPEXBBPIIAT B CTHKIICHA KOJIOHA (T. 4.5) ¢ MetaHon (T. 3.8). [lobaBsi ce ManKa 3aIylIanKa OT CThKIIEH TTaMyK B TOpHaTa
YaCcT Ha KOPUTOTO OT CMONa. METaHONBT ce M3TOYBA OT KOJNOHATa M cMmonarta ce mpomusa cs¢ 100 ml Boma, Kato
TIIOTOKBT Ce CIMpa BelHara, OM TEeYHOCTTA [IOCTUTHE TOpHATa YacT Ha KOpUTOTO OT cMona. OcTaps ce KONOHaTa Ja ce
ypasHosecy 3a 10 min nperm ynorpe6a. He ce mormycka KOJIOHATa [1a M3CHXBA.

5.3.2. [louncrBaHe Ha mpobara

EKCTpaKTST (T. 5.2) ce mpexBbpisi KONMUECTBEHO B FOPHATA YaCT Ha MOATOTBEHATa KOMIOHa oT ambeprur (1. 5.3.1) u ce
eITyIoMpa, KaTo ce M3XBbIIs enyarsT. CKOpOCTTa Ha IOTOKA 3a enympade He Tpsiba ma Hamsumasa 20 ml/min.
ObnombrHaTa Konba ce n3maksa ¢ 20 ml conna kucenuaa (1. 3.17), K0ATO ce M3MOI3Ba M 32 [Ia Ce U3MHUE KOJTIOHATA
CbC cMOJIa. EBEHTYallHO OCTaHaIMAT KMUCENMHEH Pa3TBOP Ce OTCTpaHsABa C Bb3[ylIeH NOTOK. [IpoMmMBHMUTE TeUHOCTH Ce
otcrpanssar. [Jobassr ce 100 ml Meranor (1. 3.8) KbM KOTIOHATA M Ce OCTaBst POLIECHT Ha eNyypaHe 1 IPOXBIXY OT
5 o 10 min, karo efyarst ce cbbupa B 0bnorsHHa Konba ¢ BMectuMoct 250 ml. OcTaBst ce OCTaHATMAT METAHOI 33
10 min, 3a ma Be3e B PaBHOBECME ChC CMONATA, M Ce MPOIbIKABA OTMMBAHETO Chc ckopocT 20 ml/min, kato
OTMUTHSIT PasTBOP ce ChOMpa B CblaTa KOiGa ¢ KPBINO [IBHO. M3mapsiBa ce METAHONBT BBPXY POTALMOHHMS
THHKOCIIOEH M3mapurer (T. 4.2), KaTo TeMIepaTypara Ha BomHaTa OaHs He Tps6Ba qa Hamsumasa 40 °C. OCTaTbKbT ce
IIPeXBBPIIS KOMMUYECTBEHO B MepuTeNHa Komba ot 10 ml, xaro ce u3non3sa momsykHata ¢asa (1. 3.21). Homusa ce mo
HOMMHAITHMS 00eM ¢ OABMKHATA Qasa 1 ce pa3dbpksa. EnHa anmmkeoTHA wact ce ¢purpypa npe3 MeMOpaHeH ¢UIThp
(r. 4.7). Toau pastsop ce 3ama3pa 3a onpernensHe ¢ nomorra Ha HPLC (. 5.4).

5.4. Onpedenate ¢ nomowyma na HPLC

5.4.1. [TapameTpu

HaBaT Ce CIIEIHUTE yKa3aHNs 3a YCIIOBMATa Ha ITPOBEXKJIAHE Ha aHalm3a. Morar fa ce u3non3BatT u Ipyru napameTpu,
1Ipy ycJlioBue 4e€ 1aBat paBHOCTOﬁHI/I pesynraTu:
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5.4.2.

5.4.3.

7.1.

7.1.1.

7.1.2.

Korona 3a Teuna xpomarorpadus (. 4.4.1);
TMompuxHa daza 3a HPLC (1. 3.21);

Ckopocr Ha u3tnyase: 1,5—2 ml/min
HbkuHa Ha BbIHATa 3a OTKpMBaHe: 243 nm
OGewm Ha Brpbcksare: 40—100 pl.

TposepsiBa ce cTaOMIHOCTTA HAa XpoMaTorpackata CUCTEMa, KaTO Ce BIPHCKBA HEKONKOKPATHO KaNMOPaUMOHHUST
pasreop (r. 3.6.2), comppakam 3,0 pg/ml, mokaTo BrcouMHATa Ha MMKOBETE (MIM IUTOLINTE) I BPEMETO HA 3aIbpXKaHe
OCTaHAT NOCTOSHHM.

KanubpaumoHHa Kpusa

Beekn kamubpaiyoHen pastBop (r. 3.6.2) ce BIOPBHCKBA HSKOJIKO ITbTM M CE M3MepPBAT BUCOUMHMTE HA MMKOBETE
(mmowmre) 3a Besika KoHueHTparyst. [TocTposiBa ce KanuOpanuoHHa KpyBa, KaTo 33 OPIMHATH Ce M3MOJI3BAT CPEIHNTE
BMCOUMHM Ha IMKOBeTe (IUTOWIMTE) HA KanuOpALMOHHUTE PasTBOPHM, a 3a aOCLMCU — CHOTBETHUTE KOHUEHTPALMU

B pg/ml.

MpoGen pastBop

ExcrpakTsT Ha mpobara (T. 5.3.2) ce BIpbCKBa HEKONKOKPATHO, KAaTO CE M3MON3BA CHISIT 00eM, KOMTO € B3eT 3a
KaIOpaLMOHHNTe PA3TBOPH, U Ce OIPelielis CPeIHATA BICOUMHA Ha MKOBeTe (IUIOLM) 33 MMKOBETE 32 XalOPYTHHOHA.

U3uncnasaHe Ha pesynraTure

KoHueHTpaumsTa Ha npoOHMst pastBop B pg/ml ce ompemens oT cpegHata BUCOUMHA (IUIOLI) Ha MMKOBETE 33
XaroQyIMHOHA OT MPOOHIS PA3TBOP, KATO Ce CPABHsIBA C KANMMOPALMOHHATa KpuBa (T. 5.4.2).

Comppxannero w (mg/kg) Ha xanodyrnHoH B pobara ce moiyyasa CbC ClemHaTa GopMyIIa:

— ¢x10

T m
KBJIETO:
c KOHIIEHTPALVsL Ha XanoQyryHOH B IPOOHMS pasTBop B pig/ml,
m: TErI0 Ha YacTTa OT MpobaTa 3a aHAIN3 B IPaMOBe.

HOTB’I;p)K]IaBaHe Ha pe3yJITaTure

Moenmuunocm

VIIEHTHYHOCTT Ha aHATMTA MOXKe [ Ce TIOTBBPIM Ype3 KOXPOMATOrpaduist M Upe3 UBIIO3BAHE Ha IIETEKTOP C MOIHA
MaTpHLa, C [IOMOLITA Ha KOJITO Ce CPABHABAT CIIEKTPUTE HA €KCTPAKTa Ha MpobaTa 1 Ha KanubOpPaLMOHHMs PasTBop (T.
3.6.2), combpxany 6,0 pg/ml.

Koxpomatorpadus

Excrparbr Ha mpoGata ce 060raTsiBa, KaTo KbM HEro ce IprOaBy IOIXOMSIIO KOMIMYECTBO OT KanOpaIMOHHILSE PasTBoOp
(. 3.6.2.). Komnuecsoto noGaseH xanodyrnHoH TpsiOBa 1a e CXOMHO C MPEIIONaraeMOTO KOIIMYECTBO XaIOQyTMHOH,
HaMepeH B eKCTPaKTa Ha Ipobara.

YBenuuasa ce CaMO BMCOYMHATA HA IIMKA HA XalOQyIMHOHA, CIe[l KaTO Ce B3eMe IOJ BHUMAHMe KAKTO JOOABEHOTO
KOTIMYECTBO, TaKa M pa3peXHaHeTo Ha ekcrpakTa. IlImpouyHara Ha nmKa, Ha NOJIOBMHATA OT HETOBaTa MaKCUMallHa
BUCOUMHA, TPsi6Ba [1a Gble B paMkuTe Ha + 10 % OT ITbpBOHAYAIIHATA LIMPOYMHA.

HeTekTupaHe ¢ IMOIHA MaTpuua

PesyrnraTuTe ce OLEHSABAT COPEN CIIEIHUTE KPUTEPUNL:

a) IBIXMHATA HA BBIIHATA HA MAKCUMAIIHa abcopOuyst Ha pobata TpsiOBa 1a ObIe ChIaTa KATO Ta3U HA CIIEKTPUTE HA
CTaH[IAPTa, PETMCTPMpaHa B Hali-BUCOKAaTa TOYKA Ha XPOMATOrpaMara ¥ Ipy OTKIIOHEHME, OINPENENeHO OT
pasHenuTenHaTa COCOOHOCT Ha HETEKTMPAIIATA CUCTeMA. 3a JCTEKTUPAHETO ¢ IMOIHA MATPMIA, OTKIIOHEHMETO
OGVKHOBEHO € B PaMKMTe Ha + 2 nm.
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7.2.

7.3.

0) B rparyumre ot 225 mo 300 nm permcTpupaHuTe NP MAKCUMyMa Ha MMKA HA XPOMATOrpamara CIeKTpH Ha
npoata U Ha CTAHIAPTUTE He TPsIOBA 14 Ce Pa3IMUaBAT 34 Te3U YACTH Ha CIEKTbpa, MONANally B AMarasoHa or 10
o 100 % otHocutenHa abcopOums. Kputepusr e M3ImbHeH TOraBa, KOraTo ca Hamlle e[IHM ¥ ChLM MaKCUMYMIL U
KOraTo B HUTO €[HA PEIMCTpMpaHa TOYKA OTKIIOHEHMETO MEXMy BaTa CNeKThbpa He Hafsumasa 15 % or
abcopOuysiTa Ha CTAHAAPTHIS AHAIINT;

B) B rpanuuute or 225 go 300 nm crekTpuTe Ha BH3XOMSIIATA JIVHNS, MAKCUMYMa M HU3XOMISIIATA JIMHNS Ha IMKA,
IOJTyUeH OT eKCTPAaKTa Ha mpobaTa, He TPsOBa [a ce pasnyyasar eoyH OT IPYT 3a Te3U YacTyl Ha CIEKThPa, KOUTO
nonanar B quanasona ot 10 go 100 % otHocuTenHa abcopOumst. Kpurepusr e u3IbiiHeH TOraBa, KOrato ca Hasmie
eIHM ¥ CBIIM MAKCUMyMM M KOTaTO B HUTO €IHA PEIMCTPUpaHa TOYKA OTKIIOHEHMETO MEXIy CIEeKTpUTe He
HamBumasa 15 % ot abcopOumsra Ha CleKTbpa Ha Hail-BUCOKATa TOUKA.

AKO HAKOI1 OT KpUTepUUTE HE € UBITBIIHEH, HAIMYMETO Ha aHAJINTA HE CE MOTBbp2KMaBa.

ITosmopgemocm

Pasnykara MeXIy pesynTaTiTe OT [IBe NApaiieliHN ONpeReNsHus, IPOBENeHN BbpXY €HA U Chlla Mpo0a, He TpsOBa fa
Hapsumasa 0,5 mg/kg mpu chrppkanve Ha xanodyrutoH o 3 mg/kg.

Anaaumuuen 006U

3a oborareHara IpasHa mpoba aHATMTHYHMAT JOOUB TpsiOBa [1a e Haii-Maiko 80 %.

Peayn’ra'm OT CbBMECTHO U3CJIe[IBaHE

Beltie ipoBefieHO ChbBMECTHO M3crenBaHe (°), py KoeTo Tpy npobu 6sixa MOIOKEHN Ha aHAIN3 OT oceM Itabopatopui.

Pesynraru
1-1['[};01462(1:1)(;?{22:2) Tpoba b (6paruto) Tpoba B (menern)
le/[ Iojy4yaBaHe Crnen oBa mecena le/[ nojy4yaBaHe Crnent oBa Mecela
Cpenxa ND 2,80 2,42 2,89 2,45
croitroct [mg/kg]
Sk [mg/kg] — 0,45 0,43 0,40 0,42
CVg [%] — 16 18 14 17
Rec. [%] 86 74 88 75
ND = HE € OTKpUTO
Sk = CTaHAAPTHO OTKIIOHEHME Ha Bb3IPOM3BOIMMOCTTA
CVgr = KOEQUIIMEHT Ha BAPMALMS Ha B3IPOM3BOMMNMOCTTA, %
Rec. = aHaTMTHYeH T06MB %

1,3-bis[(4-xn0opobensuuden)amuno] zyanudun xudpoxaopuo.

H. OIPEOETIAHE HA POBEHNIVIH

C1>111>p>x<aﬂmeTo Ha pO6eHI/l]11/IH Ce oIpenesns NoCpencTsoM

— Metoma 3a aHanus, npenuneH B crannapt EN 17299 Qypaxu: Metom 3a B3emane Ha npoOu v aHanms.
CKpMHMHT U OIpefieNisiHe Ha paspellieH! KOKUMAMOCTATUIM Ha HYUBO Jo0aBKa, Ha 1 % M 3 % KpBCTOCAHO
3aMBpCSIBAHE, KAKTO ¥ HA HEPEIVCTPUPAHM KOKUMIMOCTATMIM M aHTMOMOTMK Ha HUBO (ypaxHH
KOMIIOHEHTM B KOMOMHMpaHM Qypaxu upe3 BUCOKOedeKTMBHA TeUHa XpomaTorpadusi M TaHIEeMHa
maccriekrpomerpust (LC-MS/MS), wrn

— upe3 BUCOKOeeKTMBHA TeuHa xpomarorpa¢us c¢ oGparHa ¢asa (HPLC), ¢ msnonssane Ha UV perekrop,
CBITIACHO OMICAHOTO B TOUKM 1—8 mo-fony.

(®) The Analyst 108 or 1983 ., cTp. 1252—1256
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3.1.

3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

3.8.

3.9.

3.9.1.

Llen u o6xBaT

HacrosuuysaT MeTol [1aBa Bb3MOXKHOCT 3a ONpeferisiHe Ha KOMMYECTBOTO Ha pobeHmmyH BbB ypaxi. [panniara Ha
KOITI4ecTBeHo ompepensite e 5 mg/kg.

IpyHnMn

[Tpobata ce eKCTpaxmpa ¢ MOMOLITA Ha MOOKMCEEH METaHOI. EKCTPaKTBT ce M3CyIIaBa, Cliefl KOeTO allMKBOTHA YacT OT
HEro ce MOJ/Iara Ha NPeuncTBaHe B KOJIOHA C allyMMHMEB OKCYL. POGEHMIMHBT ce efynpa OT KONOHATA C METaHOT,
KOHLIEHTPUpA Ce M ce Paspexna 0 KelaHus ofeM ¢ nomsixHa $asa. ChIbPKAHNETO HA POOCHMIMH Ce ONpefens ¢
TIOMOIITA Ha BUCOKOCeKTVMBHA TeuHa XpomaTorpadus ¢ obparHa ¢asa (HPLC), kato ce usnonssa UV-merekTop.

PearenTn
MetaHon

[MonkucneH MeTaHo

Tocrassr ce 4,0 ml conHa kucenura (p20 = 1,18 g/ml) B rpagympana xonba or 500 ml, momsiBa ce ¢ MeTaHOM 0
biHMst 06eM (1. 3.1), 1 ce pa3ObpKBa. PasTBOPBT ce IPUTOTBS HEMIOCPELCTBEHO eyt YIoTpeda.

Anuetonutpu, ¢ uncrota 3a HPLC

MonekynspHo cuto

Tumn 3A, vactumm ¢ Mem ot 8 mo 12 (wactuum ot 1,6—2,5 mm, KpuCTaTeH aTyMUHOCUIIMKAT, IMAMeTbp Ha TopuTe
0,3 mm).

AnyMMHMEB OKCHI ChC CTENeH Ha KMCETMHHA aKTUBHOCT [ 32 KOMOHHA XpoMaTorpadust

B nmomxomsiu b ce nocragsit 100 g anmymuHmes okcun u ce npubasst 2,0 ml Boga. amymisa ce u ce paskiala 3a
npubmusutento 20 min. Taka NONyYeHMST Pa3TBOP ce CbXPaHsBa B 0Ope 3amylleH ChIl.

PazrBop Ha Kasmes auxumporeH gocdar, ¢ = 0,025 mol/l

B rpamympana kon6a or 1000 ml ce pasrsapsr 3,40 g kammes muxumpored docdar BbB Bopa (umcra 3a HPLC),
[IOITBJIBA Ce [0 MBIHMS 00eM 1 ce pa3ObpKBa.

Pa3rBop Ha myHaTpyeB xumgporeH docdar, ¢ = 0,025 mol/l

B rpamynpana konba ot 1 murbp ce Pasteapsr 3,55 g Oe3BomeH muHATpYeB XuaporeH docar (i 4,45 g auxmmpar
um 8,95 g nomekaxumpat) BB Boma (¢ uncrora 3a HPLC), nombiisa ce 10 mbiuyst 06eM 1 ce pasObpKea.

TMompuxHaa dpaza HPLC

CMecBar ce ClIeIHNUTE PeareHTi:

650 ml aneronurpu (1. 3.3),

250 ml Boma (c uncrora 3a HPLC),

50 ml pasrBop Ha kanmues muxumpores pocdar (r. 3.6),
50 ml pasrsop Ha muHaTpueB xunpored pocdar (r. 3.7).

PazrBopbT ce Guurrpupa mpe3 Guirtbp ¢ pazmep Ha nopute 0,22 pm (1. 4.6) u ce oGesrassisa (Hamp. upe3 MOMUIATaHe Ha
BB3[IEJICTBIETO Ha YNTpPa3ByK B IPoIbIKeHye Ha 10 MuHyTH).

CraHpapTHa cyOcTaHLMs

Yucr poberuan: 1,3-bis[(4-x10pobeH3usnIes)aMuHO] IyaHUIMH XMIPOXIIOPHIL.

V3xoneH cTanmapTeH pasrBop Ha poberyant: 300 pg/ml

C rounocr mo 0,1 mg ce orMepsar 30 mg OT CTaHIAPTHOTO BelnecTBO poGeHmmmH (r. 3.9). ToBa KonuMuecTBo ce
pasTBaps B MOIKKCENeH MeTaHon (1. 3.2) B rpanyupasa Konb6a or 100 ml, gomsisa ce D0 mbiHMS 00eM ChC ChIIMS
pasrBopuren 1 ce pasobpksa. Konbara ce yBusa ¢ alyMuH1eBO GOIIO U e ChXPaHSIBA Ha THMHO MSICTO.
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3.9.2. MexmyHeH cTaHIapTeH pa3TBop Ha podeHnmmH: 12 pg/ml

TMpexebprsr ce 10,0 ml or uzxomHus craHgaprer pasteop (T. 3.9.1) B rpamyupana konba ot 250 ml, monusa ce ¢
nonBikHata ¢asa (1. 3.8) mo mbHMs 0beM 1 ce pasObpksa. Konbara ce yBuBa ¢ anyMuHMeBo GOIMO U ce ChXpaHsiBa
Ha THBMHO MSICTO.

3.9.3. Kanu6paunoHHu pazrsopu

B Mepurennn kon6u or 50 ml ce mocrassr cvotserHo 5,0, 10,0, 15,0, 20,0 u 25,0 ml OT MeXIMHHMS CTAHOAPTEH
pasteop (r. 3.9.2). Kombute ce mombisar g0 IbiHMsL o0eM ¢ MORBMKHATa asa (T. 3.8) M CHIbPKAHMETO MM CE
pas6bpksa. Pasreopire oTroBapst chotetHO Ha 1,2; 2,4; 3,6; 4,8 u 6,0 pg/ml poberynus. Pastsopute Tpsibsa ma ce
IPUTOTBSIT HEMOCPEICTBEHO TPeyt YIoTpeda.

3.10. Boma, ¢ uncrora 3a HPLC
4. Amnaparypa
4.1. CrpKiteHa KonoHa HampaseHa e 0T ThbMHO Kex/TOapeHo CTHKIIO, CHAOMEHO ChC 3alOPeH KPaH.

HarpaseHa OT Helpo3payHO CTHKIIO 1 CHabIeHa ChC CIMPATEIHO KPaHue, ¢ pedepsoap ¢ obeM npubmmsurenHo 150 ml,
BbTpelied auamersp ot 10 mo 15 mm u genxuna 250 mm.

4.2. MexannyeH mny MaTHUTEH MUKCED
4.3. PoTauyoHeH THHKOCIIOEH U3MapuUTest
4.4, Amnapar 3a HPLC ¢ UV-metekTop ¢ HACTpOiiKa Ha [IB/IKIMHATA HA BBIHATA MM C OMOIHA MATpUL, KOSITO paboTy B

o6xsara 250—400 nm.

44.1. KornoHa 3a Teuna xpomarorpadust: 300 mm x 4 mm, Cyg, mbiaHex o 10 pum wiin eKBUBaIEHTHA
4.5. (unrposa xaptus cbe crbkienn ik (Whatman GF/A unu exsusareHT)

4.6. MemGpanen ¢puirsp, 0,22 pm.

4.7. Mem6panen ¢punrsp, 0,45 pm.

5. IIpouenypa

3abeneskra: POOCHMIMHBT € YyBCTBUTENEH KbM cBeTivHa. TpsiOBa [1a ce M3MOM3BAT HEIPO3PAUHM Ta00OPATOPHI CHIOBE
TPV BCUYKY OTIEPALIVM.

5.1. O6uwju nonoskerus

5.1.1. Heobxommmo e fa ce anHanusupa ¢pypax 6e3 moOaBKM ¢ Liesl [a ce MPOBEpy HAIMUMETO Ha POOCHMIMH WM BILECTBA,
KOMTO Ipeyar Ha aHaJu3a.

5.1.2. Heobxommmo e [1a ce mpoBede TecT 3a aHAMTHUEH TOOMB, KaTo ce aHanusupa npoba ot gypax 6e3 poOeHmmmH (r.
5.1.1.), oborateHa upe3 moOaBsiHE Ha M3BECTHO KOMMUECTBO POOCHMINH, CXOIHO € TOBA B Ipobara. 3a [1a ce MOCTHUrHE
oborarsisane no pasunuie 60 mg/kg, B koHnuHa konba or 250 ml ce npexsbpnsar 3,0 ml OT U3XOMHMS CTAHAAPTEH
pasreop (r. 3.9.1). PasrBopsT ce m3mapsisa o mpu6n. 0,5 ml non npurtok Ha azor. [Ipubassr ce 15 g ot gypaxa Oe3
no6asKku, pasbbpksa ce moOpe u ce u3uaksa 10 min, npemn 1a ce NPOIBIIKM C eTalld Ha eKCTpakLus (T. 5.2).

3abeneskra: 3a uenmre Ha TO31 MeToR PypaxsT Oe3 HoOaBky TpsAGBa ma e momoOeH O BUI Ha TO3M OT mpobata u mpu
aHAIM3 [1a He ce OTKpUBA pOOCHMUIVH.

5.2. Ercmparyus

Ormepgar ce ¢ TouHoct 1o 0,01 g npubnmantenHo 15 g ot npurorseHara npoba. [IpexBBPIAT ce B KOHMYHA KOMba 0T
250 ml u ce mo6aesir 100,0 ml mopkwucenes MeTaHo! (T. 3.2), CHIBT Ce 3allyluBa [oOpe 1 ce pasKilalia B IPOIbIKeHNe
Ha 1 h B xiatausa MammHa (1. 4.2). Pa3rBopsT ce QuTpupa mpe3 ¢yATPOBA XApTHsL OT CTBKIEHN HMIIKK (T. 4.5) U
uenusT Guirtpar ce créupa B KoHnuHa konba or 150 ml. [Tpubassr ce 7,5 g OT MOJEKYIIPHO CUTO (T. 3.4), CBIBT ce
samymsa nobpe M ce pasdmBa B NMpomBIKeHMe Ha 5 min. HesabaBHo ce mpeuexma mpe3 ¢uiaTpoBa XapTust ChbC
CTBKJIEHM HUUIKM. Pa3TBOPBT ce 3amasBa 3a eTana Ha npeuncTsase (r. 5.3).
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5.3.

5.4.

5.4.1.

5.4.2.

5.4.3.

IIpeuucmeane

[TonrotoBka Ha KOJIOHATa C allyMUHMEB OKCUT,
HonHumaT Kpait Ha CTBKIIeHaTa KonoHa (1. 4.1) ce 3amyuiac Tana oT CTBKIIEH IaMyK, KOSITO ce BKapBa C IOMOIITA Ha
CTBKITeHa Tpbuka. Otmepsar ce 11 g OT IpUroTBeHMs almyMUHMEB OKCMA (T. 3.5) M ce MpeXBBPIAT B KoOJoHaTa. [lo

BpeMe€ Ha Ta3u MaHMIyJlanMs M3J1araHeTo Ha Bb3[IE/ICTBUETO Ha 06Kp’b}KaBaIﬂI/Iﬂ BB3MYX C€ CBEXHa N0 MMHUMYM.
HamrbniHeHaTa KojioHa ce IIOYyKBa JIEKO B TOJTHMA Kpa]?[, 3a [1a YJIETHE alTlyMVHVEBUAT OKCHI.

MpeuncrBane Ha mpobara

C mumera ce MpeXBBHPIAT B KONOHata 5 ml OT eKcTpakTa Ha Mpobata, MPUIOTBEH ChINACHO Touka 5.2. Kpasr Ha
TIMIIETATa Ce MOCTaBst GNM30 [0 CTEHAaTa Ha KOJMIOHATA ¥ Ce OCTaBsl Pa3TBOPDT Ja ce abcopbypa OT anmyMUHUEBUsT OKCHIL
PoOeHMIMHBT OT KONOHaTa ce enmyupa, karo ce manomssar 100 ml meraxon (r. 3.1) mpu cKOpocT Ha M3THYaHe
2—3 ml/min, a enyarsT ce cbbupa B 06110TbHHA Konba ¢ BMecTimocT 250 ml. MeTaHONOBUST pasTBOp ce Noulara Ha
M3MapsiBaHe [0 M3CbXBaHE IIPY HaMalleHO Hassirade mpy Temneparypa 40 °C ¢ noMoluTa Ha POTAlMOHEH THHKOCTIOCH
mamapuren (T. 4.3). OcTaTbKbT ce pastBaps oTHOBO B 3—4 ml or momeyxHata ¢asa (1. 3.8) u ce mpexBbprs
KOIIMUECTBEHO B rpamympana konba or 10 ml. Komnbara ce msrmaksa Ha HSKOMKO IsTH ¢ nopuuy ot 1—2 ml or
nofBIKHATA (a3a M MBMIAKHATUTE KOMMYECTBA Ce TPEXBHPIAT B rpajynpaHara Kooa. [Jomrsnsa ce 10 MhIHMS 00eM
CBC ChIUIMS Pa3TBOPUTEN U ce pa3ObpKea. EnHa anvkeoTHa uact ce ¢urpupa npes MemOpareH Guirrsp ot 0,45 pm (r.
4.7). Tosu pasTBOp ce 3ama3sa 3a onpepensHe ¢ nomomra Ha HPLC (1. 5.4).

Onpedenane ¢ nomouyma na HPLC

[Tapamerpu

IaBaT ce CIeIHNUTE YKa3aHVA 33 YCIIOBUATA HA NPOBEKIAHE Ha aHamu3a. Morar ga ce M3MOMI3BAT U IPYTU NApaMeTpy,
TIpY YCIIOBME Ye 1aBaT PABHOCTOMHM Pe3yNTaTi:

Kornona 3a Teuna xpomarorpadus (. 4.4.1),

nomsykHa ¢asa 3a HPLC (1. 3.8),

Ckopocr Ha u3tiyase: 1,5 no 2 ml/min,

HbKnHa Ha BbIIHATa, HA KOSITO € HACTPOEH NeTeKTopsT: 317 nm,

O6em Ha Brpbcksane: 20—50 pl.

TposepsiBa ce CTaOMIHOCTTA HAa XpoMaTorpackara CIUCTEMA, KATO Ce BIPHCKBA HEKONKOKPATHO KaNMOPAaLVMOHHYST

pasreop (r. 3.9.3), chibpkaw 3,6 pig/ml, HoKaTo BMCOUMHATA Ha MMKOBETE (MIIM IUIOLIMTE) M BPEMETO HA 3aIlbpXKaHe
OCTaHAT IIOCTOSIHHM.

Kanu6paumonHna kpusa
Bceku ot kanuOpaumonHuTe pastBopy (1. 3.9.3), ce BIPbCKBA HAKOIKO ITBTH U C€ M3MEPBAT BUCOUMHMUTE (IUTOLINTE) 32

BCsIKA KOHLEHTpauyst. [TocTposisa ce KanmubpawyuoHHa KpyBa, KaTo 33 OPAMHATH Ce M3IOJI3BAT CPEIHNUTE BUCOUMHI HA
IMKOBETE MITH IITOMINTE Ha KATMOPALMOHHNMTE Pa3TBOPH, a 32 abCLMCH — ChOTBETHNUTE KOHLEHTpamwm B pg/ml.

MpoGeH pasTBop

PasrBopbr Ha mpobara (r. 5.3.2) ce BIPbCKBA HSKOJKO I'bTH, KAaTO CE M3ION3BA ChUIMAT 00eM, KOWTO € B3eT 3a
KanubpaIMOHHNITE Pa3TBOPH, ¥ CE OIIPEMEIIst CPEIHATA BICOUNMHA HA MMKOBeTe (IUTOLL) 3a MMKOBETe Ha POOEHNIMHA.

Mzuncnssane Ha pe3ynTaTure

KoHuentpaumsara Ha npoOHms pasteop B pg/ml ce ompemerist OT cpemHaTa BMCOYMHA (IUIOII) HAa IMKOBETE 3a
pobeHMMHA, KATO Ce CPaBHsIBA C KAIMOpaLVMOHHATa KpuBa (T. 5.4.2).

Cpspxannero w (mg/kg) Ha pobeHMIMH B IpobaTa ce IpecMsITa 110 cliedHaTa Gopmyra:

_ cx200
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7.1.

7.2.

7.3.

KBIIETO:
c= KOHLEHTpaLys Ha poOeHUIMH B poGHust pasTeop B pg/ml,
m = TErI0 Ha YacTTa OT MpobaTa 3a aHAIN3 B IPaMOBe.

IoTBBpKIaBaHe Ha pe3yNITaTUTE

Woenmuunocm

VImeHTMYHOCTTa Ha aHalMTa MOXKe [1a ce MOTBBPIM Upe3 KOXPOMATOrpadyist Wiy Ype3 U3MOJ3BAHE Ha [IETEKTOP C AMOIHA
MaTpHIIA, C [IOMOLITA HA KOIITO Ce CPABHSIBAT CIEKTPUTE HA €KCTPAKTa Ha mpobaTa M Ha KanuOpPALMOHHNs pasTBop (T.
3.9.3), comppexant 6 pg/ml.

Koxpomartorpadus

ExcrparsT Ha npo6ara ce 060raTsisa, KaTo KbM Hero ce Ipu6asy MOIXOMSLIO KOMMYECTBO OT KaInOPALMOHHIS! pa3TBOp
(r. 3.9.3). Komnuecrsoto nobaser pobeHmmyH TpsibBa Ja € CXOOHO C MPEIIONAraeMoTO KOMMYECTBO POOCHMIMH,
HaMepeH B eKCTPAaKTa Ha Ipobara.

YBenMuaBa ce CaMO BMCOUNMHATA HA MMKA Ha POOCHMIMHA, CIIef KAaTo Ce B3eMe MO BHMMAHNME KAKTO J006aBEHOTO
KOJIMYECTBO, TaKa UM CTENEHTa Ha paspexXnaHe Ha ekcrpakTa. IllmpoumHaTta Ha NMMKa Ha TOJIOBMHATA OT Heropara
MaKCVMalHa BCOuMHa TpsibBa a Obe B pamkute Ha okoro 10 % OT mbpBOHAYAIIHATA [IMPOYMHA.

HeTekTupaHe ¢ IMOIHA MaTpuua
Pesynrature ce OLEHABAT CIIOPEN CIIENHUTE KPUTEPUM:

a) OBIKMHATA HA BBIIHATA HA MAKCUMAJIHa abcopOuust Ha pobara TpsiOBa na Obe ChlIaTa KaTo Ta3) Ha CIEKTPUTE Ha
CTaHJapTa, PerMCTPUpaHa B Hali-BUCOKATAa TOYKA HA XpOMATOrpamMata M IIpM OTKIIOHEHME, OIPENEIeHO OT
pasmenuTenHata COCOOHOCT Ha JeTeKTMpamiara cucrema. [Ipy meTekTupade ¢ IMOIHA MATPMIA, OTKIIOHEHNMETO
OOVIKHOBEHO € B paMKITe Ha 2 nim;

6) B rparyumre ot 250 mo 400 nm permcTpupaHuTe NPY MAKCUMyMa Ha MMKA HA XPOMATOrpamara CIEKTpHU Ha
npoGata U Ha CTAHIAPTUTE He TPsIOBA 14 Ce Pa3MUABAT 34 Te3U YACTH Ha CIEKTbpa, MONANaIly B AMarasoHa or 10
10 100 % orHocuTenHa abcopbuist. Kputepusr e u3IbIHEH TOraBa, KOTaTo ca HaJile eIHY 1 ChIIM MAKCUMYMM ¥
KOTaTo B HUTO €[HA PErvCcTpYpaHa TOYKAa OTKIIOHEHMETO MeXMy JBaTa CIeKTbpa He Hafgsumasa 15 % ot
abcopOuysiTa Ha CTAHAAPTHIS AHAIINT;

B) B rpanuuute or 250 go 400 nm crekTpuTe Ha BH3XOMSIIATA JIVHNS, MAKCUMYMa M HU3XONISIIATA JIMHNS Ha NMKA,
TOJTyUeH OT eKCTPAaKTa Ha mpobaTa, He TPsOBa Ia ce pasniyaBar eoyH OT IPYT 3a Te3U YacTy Ha CIEKThPa, KOUTO
noraat B marasona ot 10 mo 100 % otHocuTerHa abcopOiyst. Kputepusr e M3IbIHeH TOTaBa, KOraTo ¢a Haluie
€IHM M ChLIM MAaKCUMyMM M KOTaTO B HMTO €[HA PETMCTPUPAHA TOUKA OTKIIOHEHMETO MEXIy CIIEKTpUTE He
Hamuiasa 15 % ot abcopOumsTa Ha CIeKThpa Ha Haii-BUCOKATA TOUKA.

AKO HSKOI1 OT KpUTEpUUTE HE € UBITBIIHEH, HAIMYMETO Ha aHAJINTA HE CE NIOTBbP2KMaBa.

ITosmopaemocm

Pasnykara MeXIy pesyiTaTiTe OT [IBe NAPANelIHN ONpeHeNsiHs, IPOBENe N BbPXY elHa U Cblla mpoba, He TpsiOBa 1a
Hajumasa 10 % OT M0-BUCOKMS Pe3yIITaT pu ChIbPXKaHMe Ha pobeHIaMH mo-icoko ot 15 mg/kg.

Ananumuuen dobus

aHAIMTUYHUAT TO6MB 3a oborateHa npoba ot ypaxk Ges moGaskyu TpsiGBa 1a e Haji-Manko 85 %.

Pesyn'ram OT CbBMECTHO U3CIICABAHE

Beltie opraHM3MpaHo CbBMECTHO m3cnensae Ha pasHue EC, npu koero uetnpy mpo6ut o Ppypax 3a JOMALIHM IITULM U
3aiiy oy popmarta Ha GparuHoO iy menety Osxa aHaM3upany B 12 maboparopmn. 3a Besika mpo0a ca mpoBeIeHH 110
[Ba aHanu3a. PesyrraTure ca MpeNcTaBeHN B CrefHaTa Tabmuia:

JloMaiHu ITmIm 3aitm
Bpauno [lenetn Bpauno [lenetn
Cpenna 27,00 27,99 43,6 40,1
croitoct [mg/kg]
s, [mg/kg] 1,46 1,26 1,44 1,66
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BG

3.1.

3.2.

3.3.

3.4.

3.5.

3.6.

3.7.

3.8.

CV, [%] 5,4 4,5 3,3 4,1

Sx [mg/kg] 4,36 3,36 4,61 3,91
CVg [%] 16,1 12,0 10,6 9,7

AHanuTiyeH 1o6us 90,0 93,3 87,2 80,2
[%]

S = CTaHAAPTHO OTKIIOHEHJE Ha IIOBTOPSIEMOCTTa

CV,= KOeUUVEHT Ha BapyaLyisl Ha IOBTOPSAEMOCTTA, %

Sg = CTaH[IAPTHO OTKIIOHEHNE Ha Bb3MPOU3BOAMMOCTTA

CVy = KOCQUIIMEHT Ha BAPMALVS Ha BB3IPOM3BOIMMOCTTA, %

E. OINPEJEITAHE HA IVIKITA3YPUTI

(+)-4-xnopdenun [2,6-0uxnopo-4-(2,3,4,5-mempaxudpo-3, 5-0uorco-1,2,4-mpuasun-2-ua)penun J-ayemonumpun.
ChIIbPKAHNMETO Ha NVKITA3yPUIT Ce OTIPEeNsl IOCPENCTBOM:

— Mertoa 3a aHanus, npensunen B crangapt EN 17299 Qypaxu: Mertomm 3a B3emaHe Ha mpolu 1 aHanus.
CKpPMHMHT ¥ ONpeleNsiHe Ha pa3pelieHn KOKIMIMOCTATUIN Ha HUBO 100aBKa, Ha 1 % 1 3 % KpbcTOcaHO
3aMbpCSIBAHE, KAKTO M HAa HEPErMCTPUPAHM KOKUMIMOCTATMLM M AHTUOMOTMK HAa HMBO (ypaxHU
KOMIIOHEHTM B KOMOMHMpaHM ¢ypaxkm upe3 BUCOKOGPEKTMBHA TeYHa XPOMATOrpadus M TaHIEMHaA
maccrekrpomerpust (LC-MS/MS) mu

— Ypes TpurpaaMeHTHA BIUCOKOEPEKTMBHA TeuHa XpoMarorpadust ¢ obparHa ¢asa (HPLC), ¢ usnonzsane Ha UV
[IETEKTOP, CHINIACHO OMICAHOTO B TOUKYM 1—9 mo-gory.

Llen u o6xBar

MeTombT 1aBa BB3MOXKHOCT 32 ONPENeENsIHe Ha KOMMYECTBOTO MMKIA3ypuil B KOMOMHMpaHu ¢ypaxu u B mpemykci ().
Tpannuara Ha orkpusare e 0,1 mgfkg, a rpanmiara Ha komuuectsero ompepensite e 0,5 mg/kg. BvamoxHo e ma
ObIaT MOCTUTHATH MO-HUCKM TPAHMIM HAa KOMMYECTBGHO OINpeNensiHe, HO Te TpsiOBa Na ObAT BAIMIMpaHU OT
norpeGuTers.

IpyHmn

Cren npubaBsiHe Ha BBTPELICH CTAHAApT, mpobara ce eKcTpaxupa C MOOKMUCIEH MeraHon. Ilpu ¢ypaxure, emHa
aIMKBOTHA YacT OT eKCTPAKTa ce MPeYNcTBa B MATPOH 3a eKCTPaKuus Ha TebpHa dasa C18. [IMKmasypummsr ce enympa
OT MAaTPOHA ChC CMeC OT MOIKMCIEH MeTaHON M Boma. Crien m3mapeHye, ocTaTbKbT ce pasreaps B DMF/soma. Ilpu
IIPEMIKCUTE €KCTPAKTBT Ce M3MApsiBa M OCTATBKBT ce pasrBaps B DMF/Bona. ChIbp:KaHMeTo Ha [MKIIA3ypui ce
OTIpereNis upe3 BUCOKOCQEKTVMBHA TpUTpamyeHTHa TeuHa xpomarorpadus (HPLC) ¢ obparHa ¢asa, ¢ momora Ha UV
IIETEKTOP.

PearenTn

Bopa ¢ uncrora 3a HPLC

AMoHUeB aneTaT

TerpabyTunamoHues xunporet cyndar (TBHS)

Aneronutpu, ¢ uncrora 3a HPLC

Mertanorn, ¢ uncrora 3a HPLC

N,N-mmerunpopmamma (DMF)

CorHa KucenmuHa, pyo = 1,19 g/ml

ETaIoHHO BelecTBO: IMKITa3ypuit: (+)-4-xmopdennn

[2,6-mmxnopo-4-(2,3,4, 5-Terpaxumgpo— 3,5-mmokco-1,2,4-Tpyasun-2-un)QeHnn|-aueTOHUTpU ¢ IapaHTHpaHa
YMCTOTA

(’) MeTombT € IPUIIOKNM I 33 ONpefesIsiHe Ha IMKIIa3ypuil BbB QypaxKHN CYPOBUHIL
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3.8.1. VI3xomeH cTaHmapTeH pasTop Ha mukiasypui, 500 ug/ml

Tpeternar ce 25 mg CTaHIAPTHO BELECTBO MKIasypui (r. 3.8) ¢ Tounocr 1o 0,1 mg B rpanyupana konba or 50 ml.
Tosa komuuectso ce pasrsapst 8 DMF (1. 3.6), pasreopbr ce mombisa o momaust obem ¢ DMF (3.6) u ce pasObpksa.
Kornbara ce 06BiBa ¢ anmyMuHMeBO QONMO WM Ce M3MON3Ba KONOA OT TBMHO CTBKIIO M Ce MOCTABSl 33 ChXpaHEHNe B
xnagwiHuk. [Ipu Temmeparypa < 4 °C, pa3rBopbT e cTabuiieH B IpobikeHne Ha 1 mecerr (19).

3.8.2. CrangapreH pa3tBop Ha mukrnasypui, 50 pg/ml

Tpexebpisr ce 5,00 ml or usxogHust crannapreH pastsop (r. 3.8.1) B rpagympana xonba or 50 ml, momsisa ce 10
meiaust 06emM ¢ DMF (1. 3.6) u ce pas6bpksa. Konbara ce 00BuBa ¢ anyMuHMeBO GOMMO MIM Ce M3MON3BA KOI0a OT
TBMHO CTBKIIO M Ce IIOCTaBsl 3a ChXpaHeHue B XnmamwiHuk. IIpu Temmepatypa < 4 °C pastBopsT e crabuieH B
NpombIIKeHNe Ha 1 Mecer.

3.9. Bemwectso, U3ION3BaHO Karo BBTpelleH CTaHIApT: 2,6 IMXII0po-0-(4-x1opodern)-4-(4,5
IMXUAPO— 3, 5-MMOoKco-1,2,4-rpuasus-2 (3H) —um) a-MeTuIOeH3eH-aleTOHNTPIIT (METHIT AMKIIa3ypiti)

3.9.1. BhTpelieH M3XOMeH CTaHIAPTeH pasTBop Ha mwKiasypui, 500 pg/ml

[Tperernar ce 25 mg OT BEIECTBOTO, M3MOI3BAHO KATO BbTpeleH craHmapr (T. 3.9), ¢ Tounoct go 0,1 mg B rpagympaHa
xorba or 50 ml. Tosa KomuuectBo ce pasteaps B DMF (. 3.6), pastBopsT ce mombisa o meimxus obem ¢ DMF (3.6) u
ce pasObpkea. Kombara ce 06BiBa C amymuHMeBo (oMo Wi Ce M3MON3BA KON OT TBMHO CTBKIIO M CE MOCTABsL 3a
ChXpaHeHue B XnamiHuk. [Ipu Temmepatypa < 4 °C pasTBOpbT € cTabuiieH B POTbIKeHue Ha 1 Mecelr,

3.9.2. Pazreop Ha BbTpeleH cranaapr, 50 pg/ml

Tpexebprst ce 5,00 ml 0T BbTpeIlIHIS M3XOMEH CTaHTApTeH pasTBop (T. 3.9.1) B rpamyupana konba ot 50 ml, nombnsa
ce o moiHmst 06em ¢ DMF (1. 3.6) 1 ce pa3Obpksa. KonGata ce 06BuBa ¢ anyMuHmeBo GOIMo U ce U3I0M3sa Komba ot
TBMHO CTBKIIO M CE IOCTaBsi 3a ChbXpaHeHue B XimamwiHuk. [Ipy Temmepatypa < 4 °C pa3tBopsT e crabuieH B
TIpoIbXeHue Ha 1 mecel.

3.9.3. PasrBop Ha BbTpemHusi craHgapt 3a npemukcy, p/1 000 mg/ml (p = HOMMHANHO ChIBPXKAHME HA [MKITA3yPUIT
8 mg/kg B npemukca)

Ormepsar ce ¢ Touroct 1o 0,1 mg p/10 mg OT BewECTBOTO, M3MON3BAHO KATO BBTPEIICH CTAHMAPT, B IPalyypaHa
xon6a ot 100 ml, pasreapsit ce 8 DMF (r. 3.6) B ynrpa3sykosa BaHa (1. 4.7), mombnsa ce 10 moiHust odem ¢ DMF 1 ce

pasObpksa. Konbara ce o0BMBa ¢ aTyMMHMEBO (QOIMO MM Ce M3MON3BA KONOA OT THMHO CTBKIIO M Ce IOCTaBs 3a
ChXpaHeHMe B XyanuiHuK. [Ipu remneparypa < 4 °C pasTBopsT e crabuiieH B IPOIBIKeHYe Ha 1 Mecelr.

3.10. Kanu6paunoHHu pasrsopu

3.10.1. Kanubpauyosen pasrsop 1 pg/ml.
Ormepsar ce ¢ munera 1,00 ml or cranmapraus pasrBop Ha nuKiasypwt (1. 3.8.2) u 2 ml oT BbTpelIHMsE CTAHAAPTEH

pasteop (r. 3.9.2) B rpagympana konba or 50 ml. Ilpubassr ce 17 ml DMF (. 3.6), nombnsa ce 5o mbiaHust 06eM ¢
Boa (T. 3.1) u ce pasObpkea. PasTBopsT TpsiOBa [1a GbIie IPUTOTBEH HEMOCPENCTBEHO IIpedyt yIoTpeba.

3.10.2. Kanubpauyosen pasrsop 2 pg/ml.
Ormepsar ce ¢ mumnera 2,00 ml ot craHmapTHuMS Pa3TBOp Ha MMKIasypui (T. 3.8.2) u 2 ml OT BbTpelHNs CTaHIapTeH

pasreop (r. 3.9.2) B rpagympana konba or 50 ml. Ilpubassr ce 16 ml DMF (. 3.6), nombisa ce 5o mhiIHMsS 06eM ¢
Boma (T. 3.1) u ce pa3ObpKBa. Pa3TBOpbT TpsiGBa a O'bIe MPUTOTBEH HEMOCPENCTBEHO Mpemy ynoTpeda.

3.10.3. Kanu6pauyoren pasrsop 3 pg/ml.
Ormepgar ce ¢ murera 3,00 ml ot cranmapTHys pastBop Ha amKasypui (r. 3.8.2) u 2 ml oT BbTpelHus cTaHaapTeH

pazreop (r. 3.9.2) B rpagympana konba or 50 ml. Tlpubassr ce 15 ml DMF (. 3.6), nombnsa ce 70 mhiHMsS 06eM ¢
Boma (T. 3.1) u ce pa3ObpKBa. Pa3TBOpbT TpsiGBA [1a O'bIle MPUTOTBEH HEMOCPENCTBEHO Mpey yroTpeda.

(") Bb3MOKeEH € 1 MO-NPOIBIIKUTENICH MepHof Ha crabuiHocT (o 1 rofmHa), Ho ToBa Tpsi6sa 1a Oble NOTBBPIEHO OT KOHKPETHATA 11a60paTopsL.
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BG

3.10.4.

3.10.5.

3.12.

3.13.1.

3.13.2.

3.13.3.

4.1.

4.2.

4.2.1.

4.2.2.

4.3.

4.4.

4.5.

4.6.

4.7.

Kanubpauyoren pasrsop 4 pg/ml.

Ormepsar ce ¢ munera 4,00 ml or craHmapTHUs pasTBop Ha LUKIA3ypwt (T. 3.8.2) u 2 ml oT BbTpelHMs CTAHAAPTEH
pasreop (r. 3.9.2) B rpagympana konba or 50 ml. Ilpubassr ce 14 ml DMF (r. 3.6), nombnsa ce 7o mhiIHMs 06eM ¢
Boma (T. 3.1) u ce pa3ObpKBa. Pa3TBOpBT TpsiGBa 1a O'bIe MPUTOTBEH HEMOCPENCTBEHO Mpemy ynoTpeda.

Kanu6pauyosen pasrsop 5 pg/ml.

Ormepsar ce ¢ munera 5,00 ml or cranmapTHMs pasTBop Ha TUKIasypwt (T. 3.8.2) u 2 ml oT BbTpelIHMs CTAHAAPTEH
pasteop (. 3.9.2) B rpafgympana konba or 50 ml. Tlpubassr ce 13 ml DMF (r. 3.6), nombnsa ce 1o mbiHMs 06eM ¢
Bora (1. 3.1) u ce pa36bpkea. PasrBopbT TpsiOBa na ObIe NPUIOTBEH HEMOCPEICTBEHO MPEN yIoTpeda.

3abeneskra: KammOpauyonnute pasteopu (1. 3.10.1, 1. 3.10.2, 1. 3.10.3, 1. 3.10.4 u 1. 3.10.5) oOxBamar
KOHLEHTPAaLMy Ha [MKIIa3ypui BbB Qypaxa B amamasona or 0,5 po 2,5 mgfkg npu msnonssaue Ha
HACTOSIIS IPOTOKOJL.

Tatpon 3a excrpakuys Ha TBbpra gaza Cg, Hamp. Mega Bond Elut, pasmep: 20 cc, terno Ha copbenra: 5 000 mg
(mpemBapuTeIIHa [IONTOTOBKA B CHOTBETCTBIE C HACOKMTE Ha [IOCTABUMKA).

EKCTpaKL{I/IOHeH Ppa3TBOPUTEN: IOOKNCIIEH METAHOI.

Ormepgar ce ¢ umnera 5,0 ml cornua kucenuua (1. 3.7) u ce eMecsat ¢ 1 000 ml meraron (t. 3.5) u ce cmecBar.
TMomsyxHa dasa 3a HPLC

Enympaty areHT A: pa3TBop Ha aMOHMEB alleTaT — TeTpalyTUIaMOHMeB XUIPOTeH CyIIdar.

Pazreapsr ce 5 g amoHue auerar (1. 3.2) u 3,4 g TBHS (r. 3.3) 8 1 000 ml Bopa (1. 3.1) u ce pa3Gbpkea.
Enynpaur arent b: anerorurpun (1. 3.4).

Enyupaur arent B: meranon (1. 3.5).

Amnaparypa

MexaHnyHa KlaTauHa MalIyHa

O6opynsase 3a TpurpanuentHa HPLC:

KonoHa 3a Teuna xpomarorpadust, Hypersil ODS, mbisex or 3 pm, 100 mm x4,6 mm, 1 eKBUBaTICHTHA.
UV peTeKTop ¢ HACTPOIiKa Ha IBIIKMHATA Ha BBITHATA MM IETEKTOP C IMOIHA MaTpHIIA.

PoTalmoHeH THHKOCIIOEH M3MapuTer

MembpareH ¢unTbp (Hamp. Xummdecku ycToitums Haitnos), 0,45 pm.

CrpMHLOBKA 32 eIHOKpaTHA yroTpela, 5 ml

BaxyyMeH KOJIeKTOp.

YnTpa3BykoBa BaHa

Ilpouenypa

O6wu nonoskerus

(Qypax Ges mobasku

Anammsupa ce gypax Ge3 mo0aBKy, 3a 1a ce IIPOBEPU AN He TOI He € 3aMbpCeH C [MKITA3yPIIT MM [IPYTHU BEIIECTBA.
(Qypaxwr 6e3 mobaBku TpsbBa na € aHANOIMYEH TO BUI HA TO3M OT mpobata M MM aHATM3a [Ia HE Ce OTKPHUE
IIMKITA3yPUIT MIIM [PYTY HEXeETTaHY BEIIeCTBA.
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5.1.2. TecT 3a ananuTuueH nobus

TpoBexma ce TeCT 3a AHATIMTIYEH TOOMB, KaTo ce aHamm3upa mpoba ot dypax Oe3 mobasku, oboraTeHa upes IprbaBsHe
Ha OM3KO 10 HANMMYHOTO B Ipobata 3a M3CIeIBaHe KOMMYECTBO IUKITA3ypIiL. 3a 1a ce 00oratu ¢ypaxsT H0 paBHMLIE
1 mg/kg, ce mobassr 0,1 ml or ocHOBHMsI cTaHmapTeH pastsop (. 3.8.1) kbM 50 g ot Pypaxa 6e3 moGasKi, cMecBa ce
¥ ce u3yaksa 10 min, Kato ce paMecsa HSKOIKO ITbTH, TIPEMM [1a Ce IIPeMUHE KbM CIIeIBays erai (T. 5.2).

Karo anTepHaTiBa, ako He e HamuueH ypax, NogobeH Ha TO3M, OT KOWTO e B3eta mpofara (BX. T. 5.1.1), TecTsT 3a
aHaNMTHYeH JOOMB MOXKe [ Ce M3BbpIIN Ype3 CTAHAAPTHs MeTOl Ha HobassiHe. B To3u ciryuait mpoGara, KOSITO e ce
aHanmM3uMpa, ce 06OraTsBa ¢ KOMMYECTBO IMKITA3ypui, GNMU3KO MO Beue ChIBPKAWOTO ce B mpobara. Tasu mpoba ce
aHANM3Mpa 3aeIHO ¢ HeoboraTeHaTa Mpoba, KaTo CTOMHOCTTA Ha aHATIMTIYEH OOUB Ce IPecMSITa Upe3 M3BAXKIAHE.

5.2. Ercmparyus

5.2.1. KoMbuuupan ¢ypax

Iperernsr ce Touroct 7o 0,01 g okorno 50 g ot npobara. [IpeTerneHOTo KOMMUECTBO Ce IPEXBBPIIS B KOHMYHA KOnba
or 500 ml, mpubasst ce 1,00 ml or pasreopa Ha BeTpemHmst craHmapr (r. 3.9.2), 200 ml excrpakuuoHeH
pasrBopuren (r. 3.12) u komnbara ce 3amymsa. CMecra ce IIOCTaBst B KflaTayHa MaumHa (T. 4.1) ¥ ce oCTaBs B Hest O
crrenBanst feH. CMecTa ce OCTaBsi 1 ce yTasiBa B porbikenne Ha 10 MuHyTw. TIpexssprisr ce 20 ml anukeorHa yact
OT CyNepHATAHTA B OIXOIISII CThKIIEH ChII 1 ce paspexna ¢ 20 ml Boma (1. 3.1). Toan pas3rBop ce mpexBbpIIs B MATPOH
3a excTpakuys (1. 3.11) u ce mpekapsa Ipe3 MOCTIENHNS Ype3 MONaBaHe Ha BaKyyM (T. 4.6). [laTpoHsT ce mpomusa ¢ 25
ml cMec OT ekcTpakumoHHus pasrsoputen (1. 3.12) u Boma (1. 3.1), 65 + 35 (V + V). CpOpanute dpakumnu ce
OTCTPAHSIBAT ¥ ChEIMHEHMsTA ce enyupar ¢ 25 ml cvec OT eKCTpakiUMoHHMs pasrBoputert (1. 3.12) u Boma, 80 + 20
(V + V). Tasu ¢pakumst ce u3napsiea 4O CyX0, KaTo Ce M3IMON3BA POTALMOHHMAT m3mapuren (1. 4.3) mpu 60 °C.
OcrarbkbT ce pasteaps B 1,0 ml DMF (r. 3.6), moGassr ce 1,5 ml Bona (1. 3.1) u ce pasObpksa. Qutpupa ce mpe3
MeMOparen ¢uirsp (1. 4.4), NpUMKpeneH KbM COPMHIOBKA 3a €OHOKpatHa ymorpeba (4.5). Ilpucrbmea ce KbM
onpenensHe upe3 HPLC (r. 5.3).

5.2.2. [IpeMuxcu

Tperternar ce Tounoct 1o 0,001 g oxkorno 1 g or mpobara. IIpeTerneHoTo KOMMUECTBO Ce MPEXBHPIIS B KOHMYHA KOI0a
or 500 ml, mpubasst ce 1,00 ml or pasreopa Ha BeTpemHmst craHmapr (r. 3.9.3), 200 ml excrpakuyoHeHn
pasreopuren (1. 3.12) u konbara ce amymsa. CMecra ce OCTaBsl B KilaTayHa MaumHa (r. 4.1) u ce ocrass B Hes 10
cremBawyst eH. CMecTa ce OCTaBst [1a ce yTasiBa B pofbiKenye Ha 10 MuHyTH. ATMKBOTHA Yact ¢ obem 10 000/p ml
(p = HOMMHAIHO ChIbpXKaHNME Ha MUKIA3ypwi B mpemukca B mg/kg) oT cymepHaTaHTa ce Mpexsbpiist B OONOIbHHA
xonba ¢ monxosii pasmep. TeUHOCTTa ce M3Mapsisa py MOHMKeHO Harsirane 1 mpu 60 °C 1o cyxo, KaTo ce U3MON3Ba
POTAUMOHHMAT M3ApuTeN (T. 4.3). OcTaThKBT ce pasrBapst oTHOBO B 10,0 ml DMF (1. 3.6), npubassr ce 15,0 ml Bona
(r. 3.1) u ce pa36bpksa. [Ipucrsmsa ce kbM onpenensite upes HPLC (r. 5.3).

5.3. Onpedenate ¢ nomowyma na HPLC

5.3.1. [TapameTpu

Hapar ce crienHuTe yKasaHMs 3a yCIOBMATA Ha NMPOBEXIAHE Ha aHanmM3a. MoraT [a ce M3MON3BAT M [IPYTU TIapaMeTpy,
TIpM YCIIOBMeE Ue IaBaT PaBHOCTOJHY Pe3ymTaTiL:

— Korona 3a teuna xpomarorpaus (r. 4.2.1): 100 mm x 4,6 mm, Hypersil ODS, mbarex or 3 pm, wm
eKBUBAJICHTHA.

— TlompuxHa dasa
— Enynmpau arent A (1. 3.13.1): Bomen pasTBop Ha aMOHMeB aiieTat 1 TeTpabyTHIaMOHMEB XMIPOTeH CyIdar.
— Enympam arent b (. 3.13.2): aneroutpun.
— Enympam arent B (. 3.13.3): meTanor.
— Haunn Ha enynpane - IMHeeH rpagmeHT
— HavanHy ycrosus: A+ b+ B=60+20+20(V+V+V)

— e 10 min ce npoBex[a IpalyieHTHO ellyupaHe B npombiekenye Ha 30 min go: A +b + B =45+ 20 + 35

(V+V+V),
— cren1 KoeTo ce npomuBa ¢ b B npombmxenne Ha 10 min.

— Cxopocr Ha u3rnyane: 1,5—2 ml/min;
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6.1.

6.2.

— Ob6em Ha BrpbckBase: 20 pl
— JIbmXuHA Ha BIIHATA, HA KOSITO € HACTPOEH HeTeKTopsT: 280 nm.

TTpoBepsiBa ce CTaOWIHOCTTA HAa XpoMarorpackara CUCTEMa, KATO Ce BIPBCKBA HEKOIKOKPATHO KaMOPALMOHHVST
pasteop (T. 3.10.2), chobpxa 2 pg/ml mMKIa3ypun u BbTpelleH CTAHAAPT, IOKATO BUCOUMHATA HA MUKOBeTe (MIU
IIOLINTE) ¥ BPEMETO Ha 3a[IbpKaHe OCTAaHAT IOCTOSHHIL.

XpoMartorpadckm aHanu3 Ha KaauOpPaLMOHHU Pa3TBOPH

Brpncksar ce msa metit 10 20 pl ot Beekn kanmmbparmoneH pastsop (1. 3.10.1, 1. 3.10.2, 1. 3.10.3, 1. 3.10.4 n 1.
3.10.5) umeHTHUIMPAT Ce ¥ Ce MHTErPUPAT IMKOBETE Ha IMKIIA3yPUIT 1 Ha BHTPEIIHIS CTAHIAPT U KaJnOpalmMoHHaTa
KpuBa ce MOCTPOsIBA Bb3 OCHOBA HA CHOTHOIICHNMETO HAa CPEHATA BYMCOUNMHA MM IUIOL HAa MMKA Ha OVKIIA3ypuia u
CpelHaTa BMCOUMHA MM IUIOUL HA MMKA HA BBTPELIHMS CTaHOAPT, CIPAMO KOHLEHTpauusTa Ha OMKIIasypuil B
xanubparoHHuTe pasreopy (pg/ml).

XpoMaTtorpadcky aHanu3 Ha pasTBOpU Ha mpobu

Bripbckar ce aga bt 110 20 pl o mpoOHumst pasteop (1. 5.2.1 mmut 1. 5.2.2.) ¥ ce ONpeneNsT CPenHaTa BYCOUMHA VTN
ITONI Ha VKA Ha AMKIIa3ypuia I Ha IMKOBeTe Ha BETPELIHMA CTaHNapT.

U3uncnsasaHe Ha pesynraTure

Kombunupan dypas

Coabpxanyero Ha mukiasypun w (mg/kg) B mpobara ce mpecmsira no crenHata ¢opmyia:

Height(d,s) 713 Area(d,s) _b
o — Height(iss) v, Area(is) v
a m a m

KBJIETO!
— Height(d,s) e BucounHara Ha nmka Ha IUKIIa3ypuI B IpoOHMst pasteop (1. 5.2.1)

— Area(d,s) e momra Ha MKa Ha AMKITa3ypul B IPOOHMs pasteop (1. 5.2.1)

— Height(i,s) e BucourHara Ha miKa Ha BHTPEIIHIS CTAHIAPT B IPOOHMs pasteop (T. 5.2.1)

— Area(i,s) e BucounHara (IoITa) Ha M1Ka Ha BBTPELIHNS CTAHIAPT B POOHMs pastBop (1. 5.2.1)

— b e npeceynara Touxa ¢ KaMOpaLMOHHATa KPKBA, IOCTPOEHA OT KanubparmoHHuTe pasrsopu (1. 3.10.1, 1. 3.10.2,
1.3.10.3, 1. 3.10.4 u 1. 3.10.5) B choTBETCTBYUE C T. 5.3.2.

— a e HM3XOJsLATa JIMHMA Ha KalMOpaloHHAaTa KpuBa, OCTPOeHa OT KanmmbparyonHute pasteopu (1. 3.10.1, T.
3.10.2, 1. 3.10.3, 1. 3.10.4 u 1. 3.10.5) B choTBeTCTBME C T. 5.3.2

— M e TeNIOTO Ha YacTTa OT po0aTa 3a aHaNu3 B rpaMoBe
— V e kpaitHusT 06eM Ha eKCTpakTa oT mpobaTa B MUTTMITUTPY CIIEM IOBTOPHO PasTBapsiHe B CHOTBETCTBIE C T. 5.2.1
(Hamp. 2,5 ml)
Ipemurcu
Coabpxanyero Ha mukiasypun w (mg/kg) B mpobara ce mpecmsira o crenHata ¢opmyia:
Height(d,s) Area(ds)
W Height(i,s) Area(i,s)

- ijnixpl/[m/[w: a x%xp
KBJITO:

— Height(d,s) e Bucountara Ha nmKka Ha IMKIa3ypuit B IPoOHIs pastsop (r. 5.2.2)

— Area(d,s) e molura Ha IMKa Ha OUKIIA3ypuIt B IPOOHMSL pasTBop (T. 5.2.2)

— Height(i,s) e BucourHara Ha Mm1Ka Ha BHTPEIIHIS CTAHIAPT B IPOOHMS pasTeop (T. 5.2.2)

— Area(i,s) e BucounHara (IIolITa) Ha M1MKa HA BBTPELIHNS CTAHIAPT B POOHMs pasTBop (1. 5.2.2)
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— b e mpeceyHara Touka ¢ KanMOpaLMOHHATA KPYBa, OCTPOEHa OT KanubpaumorsuTte pasreopu (1. 3.10.1, 1. 3.10.
2,3.10.3, 3.10.4 u 3.10.5) cwrmacHo 5.3.2

— a e HM3XOsLIATA JIMHMS Ha KarMOpalMoHHATa KpMBa, MOCTPOeHa OT KaymmbparyonHute pasteopu (1. 3.10.1, T.
3.10.2, 1. 3.10.3, 1. 3.10.4 u 7. 3.10.5) B choTBeTCTBME C T. 5.3.2

— Im € T€IJIOTO Ha 4YaCTTa OT np06aTa 3a aHalln3 B rpaMoBeE

— V e KpaitHusT 00eM Ha eKCTpaKTa OT Npobata B MUIAIIUTPY CIIEll IOBTOPHO Pa3TBAPSIHE B CHOTBETCTBME C T. 5.2.2
(Hamp. 25 ml)

— P € HOMMHAJIHOTO ChIbpXKaHMe Ha auknasypun B mg/kg B mpemukca
7. IoTBbpKNaBaHe Ha pe3yJITaTUTe

7.1. Moenmuunocm

VImeHTMHHOCTTa HA aHAJMTa MOXe [1a Oble NMOTBbPIEHA 4pe3 KOXPOMATOrpadust MM Karo ce M3ION3Ba IETEKTOp C
[MO[{HA MATPMLIA, C IOMOILLTA Ha KOJITO CE CPABHSBAT CIIEKTPUTE Ha KCTpaKTa Ha mpobara (1. 5.2.1 mwmu 1. 5.2.2) u Ha
KanmmOpaumoHHus pasreop (1. 3.10.2).

7.1.1. Koxpomatorpadus

OboratsiBa ce eKCTpakT oT npobata (T. 5.2.1 wm 1. 5.2.2), Kato ce 106aBy MOJXOMSLIO KOTMYECTBO KanOpawyoHeH
pasteop (r. 3.10.2). Komnuectsoro moGaBeH amKiasypui Tpsbsa ma Obge ONM3KO DO OTKPUTOTO B EKCTPAKTA OT
npobara.

Crem KaTo ce B3eMar IoJI BHUMaHMe KaKToO ]IO6aBCHOTO KOJIMYECTBO, TaKa M pa3peXKNAHETO HA EKCTPAKTA, YBEIMYABAT CE
CaMO BMCOYMHATA Ha IMMKa Ha JMKIIa3ypuila M Ta3M Ha IMKa Ha BbTPCIIHMA CTaHOApT. [HIAPO‘{V[H&T& Ha TIMKa Npn
NoJI0BMHATa OT BMCOYMHATA MY TpH6Ba oa 6’}1]16 B IrpaHMLINTE Ha £ 10 % or OpHUIMHAJIHaTa IMPOYMHA Ha IMKa Ha
JMKIIa3ypuilia WIn Ha IMKa Ha BpTPCIIHMA CTAHOAPT Ha HeoOoraTeHus E€KCTPaKT OT np06aTa.

7.1.2. HeTtexTupaHe ¢ IMOIHA MaTpuua

PCB}’HT&TVITC C€ OLIEHABAT CIOPEN, CIIEMHNUTE KPUTEPUN:

a) IIBKMHATA Ha BBIHATA HA MAKCMMalHa abcopOumst Ha pobara Tpsi6sa 1a Obiie ChIIATA KAaTO Ta3u Ha CIEKTPUTE Ha
CTaHHapTa, PErMCTPUpaHa B HA-BMCOKATA TOUKA HA XPOMATOrpaMata M IpH OTKIIOHEHMe, OMpEIesieHo OT
pasgenuTenHata CIocOOHOCT Ha HeTeKTupauiara cucrema. [Ipy JgeTekTmpaHe ¢ IMOOHA MATPUIA OTKIIOHEHNMETO
OOVMKHOBEHO € B paMKMTe Ha £ 2 nm.

6) B rparuumre or 230 go 320 nm, perncTpupaHMTe NPM MAKCUMyMa Ha MMKA HA XPOMATOrpamara CIEKTpHU Ha
npobara 1 Ha CTaHIApTHTE He TPOBA [1a Ce Pa3NyMUaBar 3a T3V YaCTU HA CIIEKTHPA, KOUTO MOMAMNAT B [IMANA30Ha OT
10 o 100 % otHOCuTeHa abcopOuyst. Kputepusr e M3IbIIHEH TOraBa, KOTaTo Ca HaLe eHI U ChLIM MAKCUMyMMU
U KOTaTo B HUTO €[Ha PErMCTpupaHa TOUKa OTKIIOHEHMETO MeXIy [BaTa CNeKThpa He Hajsumasa 15 % or
abcopO1ysTa Ha CTAHIAPTHIUS AHATINT.

B) B rparuute ot 230 n 320 nm cnekTpuTe Ha Bb3XOAAWIATA MHMS, MAKCHMYMa 1 HU3XOMNSIIATA MHNS HA MMKA,
TNONTyYeHM MY aHANM3a Ha eKCTpaKTa Ha mpobata, He TpsiOBa Ja ce pasMuuaBar e[MH OT MPYT 3 Te3U YacTu OT
CIEKTbPa, KOUTO MOMAnaT B muanasoHa Mexmy 10 mo 100 % orxocurenta abcopbuyst. Kpurepusr e m3mbiHen
TOTaBa, KOraTo ca Hanmuue eJHM M CHUM MAKCHMyMM M KOTaTO B HMTO €HA PErMCTPUpaHa TOUKA OTKIIOHEHMETO
MEXIIy CIIEKTpUTE He Hamsuimasa 15 % or abcopOuysTa Ha CEKTbPa Ha Hali-BUCOKATA TOUKA.

AKO HSKOI1 OT KpUTEpUUTE HE € UBITBIIHEH, HAIMYMETO Ha aHAJINTA HE CE MMOTBbp2KMaBa.

7.2. [Tosmopaemocm

Pazmikara Mexiy pesynTaTiTe OT [IBE HE3aBMCUMIM VM3MepBaHILs, M3BBPIIEHNM BHPXY [Be MOMIPoOM, He TpsiOBa ma
HalIBMILABa:

— 30 % ot mo-B1cOKATa CTOIHOCT, 3a ChIbpKaHMe Ha muknasypwt ot 0,5 mgfkg mo 2,5 mg/kg,
— 0,75 mg/kg npu ceobpxRaHue Ha muknasypun Mexny 2,5 mg/kg u 5 mg/kg;

— 15 % or mo-B1cOKATa CTOMHOCT, 3a ChIbPXKAHME Ha MMKiasypw1 Hax 5 mg/kg.

7.3. Anaaumuuen 006U

Tpu oborarena (mpasua) mpoGa, aHaMTUYHYAT H06UB TPsiOBa [1a e Hait-Manko 80 %.
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8. Pe3yiraru OT CbBMECTHO M3CIIE[IBaHe

Bsixa opraHu3ypany nBe CbBMECTHN M3CIIEABAHMS. B TbpBOTO, IpOBemeHo OT apyra rpyna maboparopuu mpe3 1994 r.,
aHanm3upauTe pobu Gsixa msa npemukca (O 100, A 100) u tpu npobu oT KombiBawy ¢ypax 3a MOMALIHY IITHLM
(L1, Z1, K1). Exnara npoba ot npemukc Gere cMeceHa ¢ oprarnyta Matpuua (O 100), a mpyrata — ¢ HeopraHuyHa
marpuua (A 100). Teopermusoto chabpxaHme Ha mukinasypun 6Geme 100 mglkg. JTaboparopumre 6sxa
VHCTPYKTUPAHM [1d aHAIM3MpaT BCska or mpobute emye i msa meTi. ([lo-mompoGHa MHGOpMALms 3a MHPBOTO
CHBMECTHO U3CTIefBaHEe MoOxe [a ce otkpue B Journal of AOAC International, Tom 77, 6p. 6, 1994 r,
crp. 1359—1361).

BbB BTOPOTO CHBMECTHO M3CrlenBaHe Osixa MOMNIOKEHM Ha aHAIM3 TPY KOMOMHMpaHM (ypaxa 3a IOMALIHM NTULYL,
ChIbpKAIIM TMKITa3ypwi B KoHueHTpawm ot 0,9 mg/kg (MAT 1), 1,5 mg/kg (MAT 2) u ¢ypax Ge3 nobasku (MAT
3). IMompoGHa mHOpMaLMs 33 BTOPOTO M3CIENBAHE MOXE 1A Ce OTKpME B TEXHMUECKMS HOKIag Ha CbBMECTHMSA
u3crenoBarencku ueHTsp or 2016 r. u 8 Journal of AOAC International, Tom 102, 6p. 2, 2019 r., ctp. 646—652).
Pesynrarute OT [1BeTe ChBMECTHM M3CIIEBAHMS Ca [IPELCTABEHN B CIIeHATa TabMmLa:

Ilpo6a 1A ITpoba 20 Tpoba 6 Tpoba 7 Tpoba 8
100 100 TpoGa 3 L1 TpoGa 4 Z1 | Tlpoba 5 K1 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
CTOJHOCT,
(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 —
Sk (mg/kg) 7,59 7,64 0,17 0,11 0,12 0,18 0,21 —
CVy (%) 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 —
CBITbPKaHME
(mg] kg)
IosoBaga- [IspBo [IspBo IIspBo IspBo IIspBo Bropo Bropo Bropo
Hus (*) u3CrieBaHe | W3CTIeBaHe | W3CTeABAaHe | W3CTeABAaHe | W3CTeABaHe | W3CTEABAaHe | W3CTEABaHe | M3CTIENBaHE
or1994r. [ or1994r. | or1994r. | or1994r. | or1994r | or2015r. | or2015T. or2015T.

L= Opoit Ha nabopatopunte
n= Opoit OTHENHY CTOHOCTH
Sr = CTAaHOAPTHO OTKJIOHEHME Ha IIOBTOPSAEMOCTTA
Cv,= KOeMUVEHT Ha BapyaLisl Ha IOBTOPSEMOCTTA
Sk = CTaHAPTHO OTKJIOHEHME Ha BB3IIPOM3BOIMMOCTTA
CVg = KOC(l)VIIIMeHT Ha Bapuauys Ha Bb3IIpOU3BOIMMOCTTA
LOQ= I'paHnia Ha KONMYECTBEHO ONpPeeNsiHe

(*)  IIspBo macrensane or 1994 r.: Journal of AOAC International, Tom 77, 6p. 6, 1994 r., crp. 1359—1361; Bropo uscnensaxe
ot 2015 r.: Texsuuecku noknaj Ha ChBMeCTHS M3CIIeIOBATENICKY LeHTbp ,Re-validation of a method for the determination
of diclazuril by collaborative study” (2016 r.).

9. O06mm Germexku

HeoOxonumo e mpemBapuTenHO [a € IOKA3aHO, Ye PeaKuysTa CIpsIMO [MKIIA3ypuil ¢ JIMHEiiHA B MHTEpBAa Ha
U3MepBaHUTE CTOHOCTH.

3a aHanM3a Ha [MKIIA3yPUIL, HAPEN C IPYTH, B KOMOMHMPAHU Qypaxi C BUCOKO ChIbpXKAHME Ha MACTHM BELECTBA (3a
LIe/ITa HamByuIagamo 12 %), METOMBT 3a aHanM3 Moxe N1a Obe 3aMeHEH C npyru Merony, ocHoBaHu Ha HPLC, Hanp.
METOla, OCHOBaH Ha BIMCOKOeeKTMBHA TeuHa Xpomarorpaus, chueraHa ¢ Maccriekrpomerpusi (HPLC-MS), npu
YCIOBME e anTepPHATHBHUAT METOI € C eKBMBATICHTHY XapaKTEPUCTUKM 33 OLEHKA HA eeKTHBHOCTTA (CTOIHOCT Ha
aHaIMTHYeH TOGUB, IIPELM3HOCT TPV MTOBTOPSIEMOCT U YCIIOBHS! Ha BH3IPOU3BOLIMOCT).
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K. OMNPEOEIAHE HA JTA3ATTOLIMI-HATPUI

Hampuesa coa Ha noauemepha moHORAPOOHO8A RuceAUHaA, noayuena om Streptormyces lasaliensis.
CbIbpKaHMETO Ha J1a3aJIOLNIL HATPUIA Ce OIpeNeNst OCPEeNCTBOM

— Merona 3a aHanus, nipefpumeH B crainapt EN 17299 Qypaxu: Meronu 3a B3eMaHe Ha poOu 1 aHamu3 —
CKpUMHUHT 1 ONpefesisIHe Ha paspelieHy KOKUMIMOCTATUIM Ha HUBO no0aBKa, Ha 1 % 1 3 % KpbCTOCAaHO
3aMbpCsIBAHE, KAKTO M HA HEPETMCTPUPAHM KOKLMIMOCTATMIM ¥ aHTUOMOTMK HA HMBO ¢ypaxHU
KOMIIOHEHTM B KOMOMHMpaHu ¢ypaxkm upe3 BUCOKOGQEKTMBHA TeUHA XPOMATOTpadus M TaHIEMHA
maccriektpoMerpust (LC-MS/MS), mu

— upe3 BUCOKOeQEKTMBHA TeuHa xpomarorpaus ¢ obparsa ¢asa (HPLC) ¢ momomra Ha crekrpoduyopu-
MeTpuyeH ((IIyopeclieHTeH) eTeKTOp, CHINIACHO OMMCAHOTO B TOUKYM 1—8 mo-1omy.

1. Len u o6xBar

MeTomsT [aBa BB3MOXKHOCT 33 ONpeNesisiHe Ha KOMMYECTBOTO Ha JIa3alouyi-HaTpuit BbB ¢ypaxu. [panmiara Ha
otkpusaxe e 5 mg/kg, a rpannuara Ha konuecTBeHo onpenenste e 10 mg/kg.

2. TpuHuun

TMazanouun Hatpuit ce M3BMMYa OT MpobaTa B MONKMCIIEH METAHON M Ce OMpEeNs upe3 BUCOKOS(EKTVMBHA TeUHA
xpomarorpadust (HPLC) ¢ oOpata dasa, ¢ OMOLLITA Ha CreKTpodiryopuMeTpydeH ({IryopectieHTeH) IeTeKTOp.

3. Pearentn

3.1. Kanves muxunporen ¢ocdar (KH,PO,)

3.2. Oprodocdopua Kucenvna, w (w[w) = 85 %
3.3. PasrBop Ha opropocdopHa Kucermua, ¢ = 20 %

Paspemkar ce 23,5 ml opropocdopha kucenuna (r. 3.2) no 100 ml ¢ Boma.

3.4. 6-MeTu-2-xenmnamuH (1, 5-muMeTmxekcmnaMut), w (wfw) = 99 %
3.5. Meranon, ¢ uncrora 3a HPLC

3.6. Conna KucermuHa, wrstHoct = 1,19 g/ml

3.7. Bydepen pasrsop Ha gocdar, ¢ = 0,01 mon/n

PazrBapsr ce 1,36 ¢ KH,PO, (1. 3.1) B 500 ml Boma (r. 3.11), mobassr ce 3,5 ml oprodochopHa kucenuua (1. 3.2)
1 10,0 ml 6-mernn-2-xentiamu (r. 3.4). CroitHocrra Ha pH ce kopurupa no 4,0 upes npubassiHe Ha pasTBOp Ha
oprogocdopHa KycenyHa (1. 3.3) 1 pasTBOpBT ce paspexkna fo 1 000 ml ¢ Boma (1. 3.11).

3.8. [NopkucneH MeTaHOT

Tpexebprsr ce 5,0 ml conna kucenmua (1. 3.6) B rpanynpana xoi6a or 1 000 ml, momrsisa ce ¢ Merasorn (1. 3.5) no
BITHMUs 06eM 1 ce pa3bbpKsa. PasTBopsT TpsiGBa a Gblie NPUTOTBEH HEMOCPENICTBEHO MPeH YIoTpeda.

3.9. TMomsyzxua dasa 3a HPLC, pocdaro Gydepen MeranomeH pasrtsop 5 + 95 (V + V)

Cwmecsar ce 5 ml ot dpocdatrust bydeper pastsop (1. 3.7) ¢ 95 ml meraron (r. 3.5).

3.10. CTaHOapTHO BEWIECTBO J1A3aNOLMA HATpuil ¢ rapantupana umcrora, Cs;4Hs;0gNa ((HatpueBa conm Ha momnmerepHa
MOHOKapOOHOBA KIICENMHa, MIOJTyueHa OT Streptomyces lasaliensis), E763

3.10.1. VI3xomeH CTaHmapTeH pasTBOp Ha Jasanouun Hatpuit, 500 pg/ml

Tperermar ce ¢ rounocr go 0,1 mg 50 mg nasanouyy Hatpuii (1. 3.10) u ce nocrassT B rpanyypana konba or 100 ml,
PasTBApAT ce B MOIKMCIIEH METAHON (T. 3.8), IOIBIIBA Ce ChC CHLIMS PA3TBOPUTEIT IO ITbIIHMS 0OeM, 1 ce pasObpKsa.
PazrBopbT TpsiOBa [1a G'blie PUTOTBEH HEMOCPENCTBEHO ey ynoTpeda.
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3.10.2. MexXmuHeH cTaHAapTeH pa3TBop Ha Nasanoumy Harpui, 50 pg/ml

Ormepsar ce ¢ mumera 10,0 ml or usxomrms cranmapre pastsop (r. 3.10.1) B rpagynpana xo6a or 100 ml, momsnsa
ce ¢ TOAKMUCIeH MeTaHOn (r. 3.8) mo memHust obem M ce pasObpkBa. PasrBopsT TpsiOBa ma Oboe NPUIOTBeH
HETIOCPENICTBEHO Mpey ynoTpeba.

3.10.3. KanuGpaunoHHy pasrsopu

B Hskonko konbu ot 50 ml ce mpexgbprsar 1,0, 2,0, 4,0, 5,0 u 10,0 ml oT MEXIMHHMS CTaHAAPTEH PasTBOP (T.
3.10.2). HombiBa ce ¢ MOOKMCIEH MeTaHONT (T. 3.8) mo mbmHms 0beM M ce pasObpkBa. Te3y pasTBOPM ChIbPXKAT
ceoteerio 1,0, 2,0, 4,0, 5,0 u 10,0 pg/ml nazanoumy wHarpuit. Pastsopure TpsGBa na GbmaT IPUrOTBEHM
HETIOCPENCTBEHO Mpefy ymoTpeba.

3.11. Boma, ¢ uncrora 3a HPLC

4. Amnaparypa

4.1. YnTpassykoBa BaHa (i BuOpupalia BoIHa GaHs) ¢ perynmpate Ha TeMIepaTypata

4.2. Membpanuu untpu, 0,45 pm.

4.3. O6opynsane 3a HPLC cbe cicTemMa 3a BIPbCKBAHE, OAXOMIIA 33 BIPbCKBaHe Ha obemit ot 20 pl.

4.3.1. KonoHa 3a Teuna xpomarorpadust 125 mm x 4 mm, obpatHa ¢aza C,g, IIBIIHEX OT 5 M, MM €KBUBAJICHTHA
4.3.2. CriekTPO¢IIyOpOMETHp € PerynaTop Ha IBKMHATA Ha BIIHATA HA Bb30YXKIAHE 1 M3IThUBAHE

5. Ilpouenypa

5.1. O6wu nonosenus

5.1.1. (Qypax Ges mobasku

3a mpoBeXIAHETO Ha TeCTa 3a aHaTMTIUeH T00uB (. 5.1.2) ce aHanu3upa Pypax Ge3 HoOABKI, 3a Ia ce POBEPI LAy
HE € 3aMbPCEH C JA3aNOUMI HaTpuii win ¢ apyru Bemectsa. Qypaxwr Ges mobasku TpaGea na e momobeH mo B Ha
TO3M OT M3CTIeBAHATA IPOOA ¥ B HETO He TPsIOBA [a ce OTKPYBAT JIA3AIIOLM HATPHIT MM HEXKETIAH BELLECTBA.

5.1.2. TecT 3a aHanuTuueH nobus

TecrbT 3a aHanMMTMUEH HOOMB Ce M3BBPIIBA, KATO Ce aHamu3upa mpobata oT gypaxa 6e3 mobaskm, oborateHa upe3
npybassiHe Ha ONM3KO O HAIMYHOTO B IPoDATa KOMMYECTBO JIA3a/OLM HATpuil. 3a 1a ce oboraty mpobata 10 HUBO
mo 100 mg/kg, 10,0 ml or craugapraust pasreop (1. 3.10.1) ce npexBbpiar B KoHu4Ha Konba or 250 ml u ce
TOUIaraT Ha M3MapeHye, I0KATO KOIMYeCTBOTO Ha pasrBopa Hamaree 1o okorno 0,5 ml. [lobassr ce 50 g or gypaxa
0e3 mobaBkyM, pasObpKBa Ce CTApaTeNHO 1 ce octast 3a 10 min, Kato ce pa3ébpkBa HEKOIKOKPATHO, IIPEmM [Ia Ce
TIIpeMMHE KbM €Tala Ha eKcTpakuus (T. 5.2).

Karo antepHatiBa, ako He e HamuueH Qypax, momoOeH Ha TO3M, OT KOITO e B3eTa mpobara (BX. T. 5.1.1), TecTsT 3a
aHanuTMYeH NOOMB MOXe [a ce M3BbPLM Ype3 CTAHOAPTHs METON Ha goGasiHe. B To3u ciydait npobara, KosTo wie ce
aHanu3upa, ce 00orarsBa ¢ TAKOBA KOIIMUECTBO JIa3a/IOLMII HATPUIA, KOETO e OIM3KO O HamM4HOTO B npobara. Tasu
npo6a ce aHANM3MPa 3aeIHO ¢ HeoOOraTeHaTa MPo0a, KaTo M3BIMYAHETO Ce MPECMSITA Upe3 M3BaXKIIAHE.

5.2. Ercmparyus

5.2.1. Gypax

TMpeternsr ce 5 g no 10 g ot mpobata ¢ Touroct 10 0,01 g u ce mocTasiT B KOHMYHA Konba ot 250 ml che amymanika.
Tpu6assr ce ¢ munera 100,0 ml mopkucnen meranon (r. 3.8). 3armymsa ce x71a6aBo ChC 3alIyLIaNKaTa 1 Ce pasKialid, 3a
Ila MOXe ChIbPXaHMeTO Ma ce mucneprupa. Kombata ce mocTabst B ynrpasBykosa BaHa (T. 4.1) mpu Temmepatypa
npubmsutento 40 °C 3a 20 MuHyTH, CIel KOETO ce M3BaXIa M OXIaXma IO craiiHa Temmeparypa. Ocraest ce ma
IIpecToy OKOJI0 1 wac mO yTasBaHe Ha CYCIEH3MATA, Cref KoeTo mpe3 meMOpareH ¢uirsp or 0,45 pm (1. 4.2) ce
dunTpupa B MOMXOMALI CHII €IHA AMMKBOTHA yacT. [IpucrbiBa ce kbM ompenensiHe upe3 HPLC (1. 5.3).
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5.2.2. [IpeMuxcu

Oxono 2 g HeCMIISIH ITpeMuKC ce mpeterysr ¢ TouHoct 1o 0,001 g u ce nocrassr B rpamympana konGa or 250 ml.
Ipubassr ce 100,0 ml nopgkucnen meraxon (1. 3.8) u ce paskiama, 3a Ja MOXe ChIbPXKAHMETO [a Ce MUCTIePripa.
Konbata cbc ChIbPKAHUETO CU Ce IIOCTaBst B YNTPa3ByKosa BaHa (T. 4.1) npu Temnepatypa npubnusutenHo 40 °C 3a
20 MMHYTH, CTIell KOETO ce M3BaX[a M OX/IaXMIa [0 CTaifHa TeMIeparypa. Paspexma ce ¢ momkucreH MetaHon (T. 3.8)
[0 TBIHMS 00eM 1 ce pa3dbpkea crapatenHo. OcTassi ce Ja IPecTou OKoNo 1 yac [0 yTasBaHe Ha CYCIEH3MSTA, CIIel
Koero mpe3 MmeMOpaneH ¢unrbp ot 0,45 pm (T. 4.2) ce puiaTpnpa enHa anMKBOTHA yacT. [lomxoasuy 00eM OT UnCTHs
durrrpar ce paspexia ¢ MOOKMCIEH METaHON (T. 3.8), 3a [a ce MOIyuy OKOHUATETIEH PAsTBOP 3a aHAIM3, KOITO
ChIbpKa OKono 4 pig/ml mazaroumn Hatpumit. [Ipucrsisa ce kbM onpenensse upes HPLC (r. 5.3).

5.3. Onpedenate ¢ nomowyma na HPLC

5.3.1. [TapameTpu

Hapat ce crenHuTe yKasaHMsA 3a YCIOBMATA Ha NMPOBEXIAHE Ha aHanmM3a. MoraT [ ce M3MON3BAT M [IPYTU TapaMeTpy,
IIPM YCIIOBME Y€ IaBaT PaBHOCTOMHY Pe3yTTaTiL:

Kornona 3a Teuna xpomarorpadus (r. 125 mm x 4 mm, o6patHa ¢asza C;g, IBITHEX OT 5 {M, MITM eKBUBAIICHTHA

43.1):

TomuzxHa dasa (1. 3.9): Cwmec ot pastBop Ha gocdater bydep (. 3.7) u Meraron (r. 3.5), 5 + 95
(V+V)

CKOpoOCT Ha M3THYaHe: 1,2 ml/min

HeKnHa Ha BBIIHATA 33 OTKPMBAHE: Br3byxmane: 310 nm

UsnmbuBane: 419 nm
OGeM Ha BIPbCKBAHE: 20 pl
TpoBepsiBa ce CTaOWIHOCTTA Ha XpoMarorpackara CIUCTEMa, KaTO Ce BIPBCKBA HEKONKOKPATHO KaMOPALMOHHVST
pastBop (r. 3.10.3), cpmppxam 4,0 pg/ml, mokaro BycounHaTa Ha MMKOBeTe (VI IUIOLINTE) M BPEMETO Ha 3aIbpKaHe
OCTaHAT MOCTOSIHHM.
5.3.2. KanubpaumoHHa Kpusa

Bcekn KaimOpamoHeH pastBop ce Bpbcksa (3.10.3) 10 HAKOMKO IIBTY U Ce ONPENENSIT CPEIHNUTE TIMKOBY BUCOUMHY
(o) 3a Besika KOHLeHTpauwst. [TocTposiBa ce KanuOpalMOHHA KpyBa, KaTo 33 OPIMHATM Ce M3MON3BAT CPEIHMTE
BMCOUVHM Ha IIMKOBeTe (IUTOLyTe), a 32 abCLCy — COTBETHNTE KOHIEHTpauuy B pig/ml.

5.3.3. [poben pastBop

BrpbckBaT ce HSKOJIKO IBTH MOnydeHute B T. 5.2.1. wmi T. 5.2.2 eKCTPaKTH OT M3CNenBaHaTa mpo0a, KaTo ce B3uMa
CUIMAT 00eM KaTo Py KanmOpaLOHHNs pasTBOp, 1 Ce ONPEHeNIST CPeIHUTE IMKOBY BUCOUMHM (IUTOLIM) Ha MMKOBETe
Ha JIa3aJIOLMI] HaTpUit.

6. W3uncnsasane Ha pe3ynTaTure
Karo ce 13mom13Ba cpefiHaTa MMKOBA BICOUMHA (IUIOLL), OMTydYeHa [Py BIPHCKBAHE Ha IPOOHIS pastop (T. 5.3.3), upes

CpaBHsBaHe C KauOPALMOHHATA KPIBA Ce ONPENIelish KOHLEHTPAIMSTA Ha JIa3aoLu Hatpuit (pug/ml).

6.1. Dypask

CobpKaHmeTo Ha nasaiouuy Harpuit w (mg/kg) B mpobara ce nmpecmsita 1o criegHaTa Gopmyna:

c xV
w = L[mg/kg]

m

KbIETO:
c= KOHLEHTPALVsI Ha J1a3aJI0LMI HATpuit B IpobHust pastsop (. 5.2.1) B pg/ml
Vv, = obeM Ha eKCcTpakTa ot npobara, chracho 1. 5.2.1 B ml (r.e. 100)

m = TEINIO Ha 4acTTa OT mpo0ara 3a aHaIM3 B IPaMoBe
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6.2.

7.1.

7.2.

7.3.

Ipemurcu

CoabpakanyeTo Ha nasanowmy Hatpuit w (mg/kg) B mpobarta ce mpecuMsra 1o crenHata popmyra:

W= me/kg
KbIIETO:
c= KOHLICHTPALVsI Ha Ja3a7IOLMI HATpuit B IpobHILst pasrsop (. 5.2.2) B pg/ml
V,= oem Ha excTpakra ot mpobara, CbriaacHo T. 5.2.2 8 ml (t.e. 250)
f= dakTOp Ha paspexmnaHe, ChIIACHO T. 5.2.2
m = TEINO Ha YacTTa OT IPobaTa 3a aHAIN3 B IPAMOBE

IoTBbpKNaBaHe HA pe3yNITaTUTE

Moenmuunocm

Merommte, KouTO e 6a3upaT Ha CEKTPOPIYOPUMETPUSTA, Ca TIO-MaNKO TOJATIMBY Ha CMYUIECHMUS], OTKOIKOTO Te3u,
npu kouTo ce u3non3sa UV merekunst. IIeHTHYHOCTTA Ha aHANMTA MOXKE [ Ce MOTBBPIM YPe3 KO-XpOMaTorpadusi.

Koxpomarorpadus

OboratsBa ce eKCTPakT OT npobata (T. 5.2.1 wm 1. 5.2.2), Kato ce 106aBy MOJXOMSLIO KOTMYECTBO KanOpaLoHeH
pasteop (1. 3.10.3). Kommuectsoro mobaseH nasanowyn Hatpuii Tpsi6sa na Gbie GMu3KO H0 OTKPUTOTO B €KCTPAKTA OT
npobata. YBenMuyaBa ce caMO BMCOUMHATA HA IMKA HA JIa3alOLMI HATPMIL, KAaTO ce B3eMe IpemBun H00aBeHOTO
KOJIMYECTBO J1a3aOLMI HATPUI M CTeNleHTa Ha pa3peKIaHe Ha ekcTpakTa. LlyupouyHaTa Ha MMKa Ha TOJNOBJMHATA OT
BMCOUNMHATA My TpsibBa [1a Oble B pamMkuTe Ha * 10 % OT ITbpBOHAYANIHATA IIMPOYMHA, MONyYEHA 3a EKCTPAKTa OT
HeoboraTeHata poba.

Iosmopaemocm

Pazikara MeX[y pesynTaTMTe OT [Be MapaineliHi OMNpEHeNsiHNs, M3BbpIICHN C eIHA M Chblia mpola, He TpsiGBa ma
TIpeBUILaBa:

— 15 % oT mo-BMCOKATA CTOHOCT, 33 ChIbpXKaHye Ha HaTpues nasanownn ot 30 mg/kg mo 100 mg/kg;
— 15 mg/kg npu chabpxanye Ha Hatpues nasanoun ot 100 mg/kg mo 200 mg/kg;

— 7,5 % OT 10-BMCOKATA CTOMHOCT, 33 ChIbPKaHIe Ha Nasanoun Hatpuit Hax 200 mg/kg.

Anaaumuuen 006us

3a oborarenara mpoba or $pypaxa, aHaIUTUYHKST HOOUB TpsiOBa 1a Gbme Haii-Manko 80 %. ITpu oboratenure npobu or
IPEMIUKCH, aHAIUTHYHISIT H0OMB TpsiOBa 1a e Haii-Manko 90 %.

Pe3yn’ra'm OT CbBMECTHO M3CJIC[IBAaHE

TTposeneHo Helte chBMeCTHO u3cieaBane (¥), mpu koero 2 npemukca (mpo6u 1 1 2) u 5 Buma gypax (mpobu 3—7) 6s1xa
NO[UIOKEeH Ha aHamm3 or 12 nabopatopum. 3a Bcska poba ca NpoBeNeHU N0 [Ba aHanu3a. Pesynrature ca
TIEJICTABEHM B CIIefHATa TabsLa:

Tpoba 1 [poba 2 Tpoba 3 [poba 4 Tpoba 5 MpoGa 6 fpoGa 7
[Ipemnkc 3a [Ipemukc 3a [lenetn 3a Tpoxu 3a Dypax 3a Pypax 52 (Dypax sa
. . . IOM. ITULM | JIOM. IITULIA
nusera HyiiKu IyiiK1 nuera MyiKu A B
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
CTOIA-
Hoct [mg/kg]
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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
Homunanno

ChIbpKaHMe, 5000 (*¥) | 16000 (**) 80 (**) 105 (**) 120 (**) 50 () 35 ()
[mg/kg]

L= Opoit Ha naboparopuute

n= Opoit MHIVBUITYaJTHN Pe3yIITaTy

S= CTaHIAPTHO OTKIIOHEHVE Ha IIOBTOPSIEMOCTTA

SR= CTaHIAPTHO OTKIIOHEHVE Ha Bb3NPOU3BOIMMOCTTA

Cv,= KOEQULMEHT Ha BApMALMS HA IOBTOPSEMOCTTa, %

CVi= KOEQUIIMEHT Ha BAPMALMSI Ha B3IPOM3BOIMMOCTTA, %

*) Analyst, 1995 ., 120, crp. 2175—2180

(**) 3asBEHO OT IPOM3BOAMTEILS ChIbPKAHME.

() (Qypax, nonrorsen B madoparopusra.

3. OINPEEIIAHE HA AMITIPOJIMYM XMIPOXTIOPYU

1-[(4-amuno-2-nponua-5-nupumuou)memun]-2-memuanupuout xA0puo MoHoXUIPOXA0pud

1. Llen u o6xBar
Hacrosuuysar MeToll [aBa Bb3MOXKHOCT 3a ONpENeNsiHe Ha KONMUECTBOTO HA aMIIpONMyM BbB ¢ypaxit. [pannmiara Ha
otkpusaue e 1 mg/kg, a rpannuara Ha KomuecTBeHO onpenensHe e 5 mg/kg.

2. IpuHIMI
[Tpobata ce nomwara Ha eKCTPAaKILMs ChC CMec OT MeTaHol 1 Bopa. Criel] paspexiaHe ¢ MOABYEKHATA (asa vt uiITparmst ¢
MeMOpaHeH QUIThP, ChIbPKAHMETO Ha AMIIPOTTIYM Ce OIPeNessl upe3 BUCOKOepeKTHBHA TeuHa xpoMarorpaus (HPLC)
¢ KaTroHeH o0MeH, ¢ u3nonssane Ha UV netektop.

3. Pearentn

3.1. Meranon

3.2. Aueronutpu, ¢ uncrota 3a HPLC

3.3. Boma, ¢ uncrora 3a HPLC

3.4. PasrBop Ha HaTpues muxumporeH docdar, ¢ = 0,1 mol/l
Pazreopere BbB Boma (3.3) 13,80 g Harpues muxumporeH pocar MOHOXMIpAT B MeputenHa koiada or 1000 ml,
[OITBIIHETE IO MAPKMPOBKaATa ¢ Boma (3.3) u pasObpKaiite.

3.5. Pa3rBop Ha Hatpues nepxiopar, ¢ = 1,6 mol/l
Pazrapsr ce 224,74 g HaTpueB epXIIOpaT MOHOXMIIPAT BbB Boa (T. 3.3) B rpagympana xoi6a or 1 000 ml, nomsisa
ce ¢ Boma (T. 3.3) mo whiHMst 06eM 1 ce pa3bbpKBa.

3.6. TMompuxHa dasa 3a HPLC (Bx. 3abenexkka 9.1).
Cwmec OT aueToHUTpUI (T. 3.2), pasTBOp Ha HATpyeB mUXUAporeH docdar (T. 3.4) 1 pasTBOp Ha HATPUEB MEPXIIOPAT (T.
3.5), 450 + 450 + 100 (v + v + v). [Ipennu ynorpeGa pastBopsT ce Guirtpypa mpes MeMOpaHeH GUIITbP C pasmep Ha
nopute 0,22 pm (1. 4.3) u ce ofe3rasssa (Hamp.B YITPa3ByKoBa BaHa (T. 4.4) B MPOIB/IXEHME HAli-Manko Ha 15
MJHYTH).

3.7. CraHmapTHO BEWECTBO: YMCT aMIpormyM, 1-[(4-amuHO-2-IponmuiI-5-N1PUMUIMHNIIT)METHIT]-2-METIIT IPUANH XJIOPU,
E 750 (Bk.T. 9.2)
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3.8.

4.2.

4.3.

4.4.

4.5.

5.1.

5.1.1.

VI3xomeH cTaHmapTeH pasTBop Ha ammporuyM, 500 pg/ml

Tpeternere 50 mg ammponuyM (3.7) ¢ touoct no 0,1 mg B MepurtenHa kon6a or 100 ml, pasrsopere B 80 ml
MeraHon (3.1) u mocrasere Konmbara B ynmrpassykosa BaHa (4.4) 3a 10 munytn. Cren oGpaGoTkara ¢ ynTpassyk,
Pa3TBOPBT ce OXITaXNa IO CTalfHa TeMIIepaTypa, JOIbIIBA Ce ¢ BONA [0 ITbIHMs 06eM 1 ce padbbpksa. [Ipu Temmeparypa
< 4 °C, pa3rBopbT € cTausieH B IPOIb/IKeHNe Ha 1 Mecel.

MexXmHeH cTaHAapTeH pa3TBop Ha ammponuyM, 50 pg/ml

Ormepsar ce ¢ minera 5,0 ml ot u3xofHMs craHgapreH pastsop (r. 3.7.1) B rpagynpana kon6a ot 50 ml, mombisa ce
[0 IHIHUSL 00eM C eKCTpaKUMOHeH pastBopuren (T. 3.8) m ce pasObpksa. [Ipu Temmeparypa < 4 °C, pasrBopsT €
crabuiteH B IPOIbIIKeHNe Ha 1 Mecell.

Kann6pauyonsu pasrsopu

Tpexebprsr ce cbotBetHO 0,5, 1,0 1 2,0 ml oT MeXIMHHYS CTaHIApTeH pasTBop (T. 3.7.2) B MOpemMIa OT IpayupaHy
xonbu or 50 ml. Konbure ce mombiear mo mbiaHMs 06eM ¢ TMOMBYKHATA (asa (T. 3.6) ¥ CHIbPXKAHUETO UM Ce
pas6bpksa. Teau pasreopu orrosapsit cbotserHo Ha 0,5, 1,0 u 2,0 g ammpomtyM Ha ml. Pasreopure TpsibBa ma 6baar
TIPUTOTBEHM HEMOCPENCTBEHO Mpey yroTpeba.

EkcTpaxumpal pasTBoputen

Cmec ot MetaHo (1. 3.1) u Boma, 2 + 1 (v + v)
Amnaparypa
O6opymsare 32 HPLC cbe crcTeMa 3a BIPhCKBaHe, MOIXOMISAIIA 33 BIPhcKBaHe Ha obem ot 100 pl.

KonoHa 3a teuna xpomarorpadust 125 mm x 4 mm, menaa ¢ Nucleosil 10 SA 3a xaryonen obme ot 5 wm 10 pm,
VIV eKBUBAJICHTHA.

UV 1eTeKTOp ¢ HACTPOIIKA Ha OBIIKMHATA HA BBIIHATA MM [IETEKTOP C MMOIHA MATPULA.
MemGpauen ¢punrsp or matepuan PTFE, 0,45 pm.

MemGpanen ¢unrsp, 0,22 pm

Ynrpa3sByKoBa BaHa

MexaHuueH UM MarHUTeH MUKCEP

Ilpouenypa

O6wu noaoskerus

(Qypax Ges mobasku

3a MBIbITHEHNETO Ha TecTa 3a aHanUTHYeH HoOus (1. 5.1.2) ce aHanmu3mpa npasHa npoba ¢ypax, 3a Ia ce MpoBepy 3a
HAIMUME Ha aMIIporyM u uHTepdepypaimy Bemectsa. Qypaxsr or npasnata mpoba Tpsaosa ma e momOGeH Mo BUI Ha
TO3M OT M3CTIeNBAHATA IPOOA ¥ B HEro He TPsiOBa [1a GBIAT OTKPUTH aMIIPOIIMYM MIIM MHTepepUpALL) BEIIECTBA.

TecT 3a aHanUTUYeH DOOUB

VI3BbpIuBa Ce TecT 33 aHANMMTHUEH HOOMB, KaTo ce aHamyu3mpa mpobara ot ¢ypax Oe3 mobaBkm, oborateHa upes
npubaBsiHe Ha M3BECTHO KONMUECTBO AMIIPONMYM, CXOIHO C HAallMYHOTO B M3CNenBaHaTa mpoGa. 3a mga ce oforatu
npobara o pasrmme 100 mglkg, 10,0 ml or usxonsust craHmapren pasreop (r. 3.7.1) ce IPeXBHPIAT B KOHUYHA
xorba or 250 ml u ce momarar Ha M3MapeHue, TOKATO KOMMUECTBOTO Ha pa3TBopa Hamanee mo okomno 0,5 ml
Iobasere 50 g npasua mpoba, pasdbpkaitre moOpe u ocrasere 10 MyHYTH KaTO pa3bbpKBaTe HAKONKO IBTH MPETN Ha
TPOIIBIIKITE C eTalla Ha eKcTpakuys (5.2)

Karo antepHaryBa, ako He ¢ HajmueH Qypax, mogobeH Ha TO3M, OT KOIfTO € B3era mpobara (Bx. T. 5.1.1), Tectsr 3a
aHanuTMYeH NOOMB MOXe [ ce M3BbPLLM Ype3 CTAHOapTHs METON Ha goGaBsiHe. B To3u ciydait npobara, KosTo wie ce
aHanM3Mpa, ce 00oraTsBa C TAKOBA KOJIMUECTBO aMIIPOIAYM, KOETO € GIIM3KO [0 Beue ChIbPKALIoTo ce B mpobata. Tasu
npoba ce aHarM3Mpa 3aemHO ¢ HeoborareHata mpoba, KaTo CTOMHOCTTA HA aHANUTHUEH HOOMB Ce IMpecMsTa upes
M3BAXKIIAHE.
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5.2. Ercmparyus

5.2.1. Ipemukcu (coubpxkanue < 1 % amnponuym) u ¢ypaxu

Tpertermar ce ¢ Touroct 7o 0,01 mg or 5 g no 40 g or npo6ara, B 3aBUCHMOCT OT CHIBPKAHMUETO HA AMIIPOIIMYM, B
KoHmyHa konba or 500 ml, u ce mobassr 200 ml excrpakimoHeH pasteoputen (T. 3.8). Konbara ce mocrasst B
ynTpasByKoBa BaHa (Touka 4.4) m ce ocrast ma mpecron 15 mum. Kombara ce m3Baxma OT yNTpasByKOBaTa BaHa,
paskiaa ce B IPObIKeHME Ha 1 yac ¢ KiaTayHa MauiMHa Wi ce pa3bbpksa ¢ MarHuTHa ObpKanka (1. 4.5). EqHa
JIMKBOTHA YaCT OT KCTPAKTa Ce Pa3pexkia ¢ NOoNBMKHATA pa3a (T. 3.6) IO [OJTyUaBaHe Ha CHIBPRKAHME HA aMIIPOTIYM
or 0,5 o 2 pg/ml u ce pas6bpxsa (8. 3a0enexka 9.3). Qurrpnpar ce 5 no 10 ml or To3u paspenen pasrsop mpes
MeMOpasen ¢uirsp (r. 4.2). Tpucrbisa ce kbm onpenersite upes HPLC (1. 5.3).

5.2.2. [peMukcu (cpoppxanne = 1 % amnponnym)

[perernar ce Tounocr go 0,001 g or 1 10 4 g peMMKC, B 3aBUCUMOCT OT CBIBPKAHMETO HAa aMIIPOIIMYM, B KOHMUHA
xon6a or 500 ml, u ce noGassir 200 ml excrpakumonen pasrsopuren (1. 3.8). Konfara ce mocrast B ynrpassykosa
BaHa (touxa 4.4) u ce octasst ga mpecton 15 muH. Kombara ce m3Baxma OT ynTpasByKOBaTa BaHa, pasKialla ce B
IPOIBIKeHMe Ha 1 yac ¢ KiaTayHa MallMHa i ce pa3ObpKea ¢ MarHuTHa ObpKaika (1. 4.5). EnHa anmkBoTHa yact ot
€KCTPAaKTa Ce pa3pexna ¢ MOmBVKHaTa paza (T. 3.6) IO MOMyyaBaHe Ha ChIbpKaHMe Ha amnporuym ot 0,5 mo 2 pg/ml
u ce pas6bpksa. Quutpupar ce 5 o 10 ml ot To3u paspenen pasrsop npes MeMOpareH GuiTsp (1. 4.2). lpucrsiea ce
kM omnpenensse ypes HPLC (1. 5.3).

5.3. Onpedenane ¢ nomouyma na HPLC

5.3.1. [TapameTpu

Hapar ce crienHuTe yKasaHms 3a yCIOBMATA Ha NMPOBEXIAHE Ha aHanmM3a. MoraT [a ce M3MON3BAT M [IPYTU TIapaMeTpy,
TIPM YCIIOBHMeE Ue IaBaT PaBHOCTOJHY Pe3ymTaTiL:

Kornona 3a Teuna xpomarorpadus 125 mm x 4 mm, 3a katuosen o6meH Nucleosil 10 SA, mbiHex ot 5 wm

(r. 4.1.1): 10 pm, nnu eKBUBaNeHTHA

Tomsnxua dasa (1. 3.6): Cmec or ateToHnTpwt (1. 3.2), pasTBop Ha HAaTpMeB AUXUIporeH gocdar (r.
3.4) n pa3rBOp Ha HaTpyes nepxiopar (1. 3.5), 450 + 450 + 100 (v + v +
V).

CxopocT Ha u3THUaHe: 0,7—1 ml/min

HbrxyHa Ha BBIIHATA 33 OTKPUBAHE: 264 nm

O6eM Ha BIpbCKBaHe: 100 ul

TTpoBepsiBa ce CTaOWIHOCTTA Ha XpoMarorpackara CIUCTEMa, KaTO Ce BIPBCKBA HEKOIKOKPATHO KajMOPALMOHHVST
pasteop (r. 3.7.3), cbmbpakam 1,0 pg/ml, mokaro BicounHaTa Ha MuKoBeTe (MIM IITOLINTE) U BPEMETO HA 3aIbpKaHe
OCTaHAT MOCTOSHHI.

5.3.2. KanubpaumoHHa Kpusa

Bcekn kanmuOpauyoHeH pasTBop ce BIpPbCKBa (3.7.3) MO HSKONKO ITBTU M Ce OIPENENsT CPeTHNUTE MMKOBY BUCOUMHM
(mrmowm) 3a Besika KOHUeHTpauwst. [ToctposiBa ce KanuOpalMOHHA KpyBA, KATO 33 OPIMHATH CE M3ION3BAT CPEIHMTE
BMCOUVMHM Ha IMKOBeTe (INTOWIMTE) HA KanmuOpALMOHHUTE PasTBOPHM, a 3a aOCILMCH — CHOTBETHUTE KOHLEHTPALMM

B pg/ml.

5.3.3. [poGeH pasTBop

EKCTpaKT'I)T oT np06aTa 3a M3CJIeIBaHEe (T. 52) C€ BIIPBCKBA HAKOJIKO ITBTH, KAaTO C€ MU3IOJI3BA CHIUUAT obeM Kato npn
KaHI/I6paHI/IOHHI/IT€ pa3TBOpH, U C€ OINPENEIIA CpenHaTa BUCOUMHA (HHOIII) Ha IMMKOBETE Ha aMIIPOIINYM.

6. Mzuncnapane Ha pe3ynTaTure

Or cpenHata BicounHa (IUIOLI) Ha MMKOBETe Ha aMIIPOIIMYM B POOHILSL PasTBOP upe3 CPaBHsIBAHE C KaMOpaLOHHATa
KpuBa (T. 5.3.2) ce omperenst KOHUEHTPALMATA Ha IPOOHNMS pasTBop B pig/ml.

Coabpxanyero Ha amnpormyM w B mg kg B mpobara ce ompefenst o gopmyrnara:

w ==t [mg/kg]

m
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KbIETO:
V= 06eM Ha eKCTPaKUMOHHMS pastBoputen (1. 3.8) B ml, chmacho 1. 5.2 (r.e. 200 ml)
c= KOHIIEHTPALsl Ha aMITPOIIMYM B €KCTPaKTa Ha mpodara (1. 5.2) B pg/ml
f= dakrop Ha paspexmaHe, CHIIIACHO T. 5.2
m = TErI0 Ha YacTTa OT MpobaTa 3a aHAIM3 B IPaMOBe
7. MoTebpKNaBaHe Ha pe3yITaTUTe
7.1. HMoenmuunocm

VIneHTMYHOCTTa Ha aHaIIMTa MOXKeE J1a ce MOTBBPIM Ype3 KOXPOMATOrpadyis Wi upe3 U3NOJ3BAHE Ha [IETEKTOP C TMOIHA
MaTpHI, C MOMOIITA Ha KOJHTO Ce CPAaBHSBAT CIIEKTPWTE HA eKCTPAaKTa Ha mpobata (T. 5.2) u Ha KanmOpauMOHHMs
pasreop (r. 3.7.3), cembpxa 2,0 pg/ml.

7.1.1. Koxpomatorpadus

OGorartsiBa ce eKCTpakT OT mpobara (T. 5.2), KaTo ce 100aByM MOOXOMSLIO KOMMYECTBO KaIMOpauyMoHeH pasTBop (T.
3.7.3). Konnuecrsoto moGaseH amiponuym Tpsiosa 1a 6bie 6mm13Ko 0 TOBA, OTKPUTO B €KCTPAKTA Ha Mpodara.

YBe/muaBa ce CaMO BICOUMHATA HA IMKA HA AMIIPOIIAYM, CIIEN K4TO Ce B3eMAT IOI BHUMAHME KAKTO TOGABEHOTO
KOJIMYECTBO, TaKa ¥ CTEIeHTa Ha paspexiaHe Ha ekcTpakta. [LIpounHaTa Ha MMKa Iy [OJIOBYHATA OT BYCOYMHATA My
TpsibBa 1a Obe B rpanmumte Ha = 10 % OT IIbPBOHAYANIHATA WIMPOUMHA HA MMKA HA AMIIPOIMYM U HeoOOraTeHus
eKCTPaKT OT nmpobara.

7.1.2. HeTtexTupaHe ¢ IMOIHA MaTpuua

P€3yJ'ITaTl/ITe C€ OLIEHABAT CIIOPEN, CIIEMHUTE KPUTEPUM:

a) [IpmxMHATA Ha BHITHATA HAa MaKCMMarHa abcopOist Ha mpobara TpsiOBa aa Gbie ChIaTa KaTo Ta3y Ha CIEKTPUTE Ha
CTAHIApTa, PErMCTPUPAHA B HA-BMCOKATA TOUKA HA XPOMATOrpaMata M IPH OTKIIOHEHMe, OMpEIeNeHO OT
pasmenuTenHata COcOGHOCT Ha JeTeKTHpalarta cucreMa. [Ipu [eTeKTMpaHe ¢ [MOIHA MATPULA OTKIOHEHMETO
OGVKHOBEHO € B PaMKMTE Ha + 2 nm.

0) B rpanmumre or 210 mo 320 nm, perucTpupaHuTe MpM MAaKCHMyMa Ha MMKAa HA XPOMATOIpamata CIEKTPM Ha
npobara 1 Ha CTaHIApTHTE He TPOBA [1a Ce Pa3nyMuaBar 3a Te3M YacTU Ha CIIEKTHPA, KOUTO MOMAMAT B [[MAMa30Ha OT
10 o 100 % orHocuTenHa abcopOuyst. Kpurepnsr e M3IIbIHEH TOraBa, KOTaTo Ca HaLe eIHN U ChLIM MAKCUMyMM
U KOTaTo B HUTO €[Ha PErncCTpupaHa TOUKa OTKIIOHEHMETO MeXIy [BaTa CNeKThpa He Hajsuwasa 15 % or
abcopOuysiTa Ha CTAHAAPTHIS AHATINT.

B) B rparnuyre or 210 mo 320 nm crekTpuTe Ha BB3XOMSLIATA IMHMNS, MAKCMMYMa ¥ HI3XOSLATA IVHNS Ha IIVKA,
TOITyueH OT eKCTPakKTa Ha 1pobara, He TpsOBa [a ce pasinyaBaT edyH OT HPYT 34 Te3M YacTy Ha CIIEKTHPA, KOUTO
nonapar B muanasona or 10 mo 100 % orHocurenHa abcopGuyist. Kputepusit e M3IbITHEH TOrasa, KOraTo ca Haimie
eIHM ¥ CBIIM MAKCHMYMM M KOI4TO B HUTO €IHA PETMCTPMPAHA TOUKA OTKIOHEHMETO MEXMIy CIEKTpUTE He
Happumasa 15 % or abcopOLmsiTa Ha CIIeKThPa Ha Hall-BIICOKATA TOUKA.

AKO €TIH OT Te3U KpUTEpUM HE € CIIa3eH, HAJIMYMETO Ha aHAJIUTA HE € ITIOTBBPIEHO.

7.2. Iosmopaemocm

Pazrikara MeXIIy pesynTaTMTe OT [BE MapayeIHM ONpEHeNsTHUs, M3BbPLIEHM C eIHA M Chblla mpoba, He TpsiGBa mia
TIpeBMIIaBa:

— 15 % oT mo-BuCOKATA CTOHOCT, 33 ChIbpKaHue Ha amrporuyM ot 25 mg/kg no 500 mg/kg;
— 75 mg/kg npu conppxarme Ha amnporym Mexay 500 mg/kg u 1 000 mg/kg;

— 7,5 % OT 10-BM1COKATa CTOIMHOCT, 32 ChIbpKaHMe Ha ammporyM Hax 1 000 mg/kg.

7.3. Anaaumuuen 006U

Tpn oboratena (mpasHa) mpoba, aHAMUTUYHKUAT TOOMB TPsIOBA 1A € Hait-Manko 90 %.

8. Pe3ynrari oT CbBMECTHO M3CIIEIBaHe

TposeneHo Gele mapajeHO M3CTIEABAHE, IIPU KOeTo Osxa aHanusupaHu Tpyu ¢ypaxa 3a HOMAwHM nruy (mpobu
1—3), emmu MusepaneH ¢ypax (mpoba 4) u emmH mpemukc (mpoGa 5). Pesynmrature ca mpemcTaBeHN B CIeIHATA
Tabnuua:
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oL bbb | npotia 2 poda 3 npota 4 npota 5

L 14 14 14 14 15
n 56 56 56 56 60
CpenHa croitHoct B [mg/kg] — 45,5 188 5129 25140
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
HOMMHAJTHO — 50 200 5000 25000
combpkanme [mg/kg]
L: Opoit Ha naboparopuute
n: Opoit OTHeNHI CTOMHOCTH
S CTaH[IAPTHO OTKIIOHEHME HA IIOBTOPSAEMOCTTA
CV: KOEQUIMEHT Ha BapMALVS Ha IOBTOPSIEMOCTTA
SR: CTAaHIAPTHO OTKJIOHEHMe Ha Bb3MPOM3BOIMMOCTTA
CVi: KOEQUIIMEHT Ha BAPMALVS HA BB3IPOM3BOMMMOCTTA

9. 3abenexku

9.1. Ao npo0ara ChIIbp:Ka TMAMIH, HETOBMST MUK B XPOMATOrpaMara ce MosIBsiBA MalKo Mpefy M1Ka Ha aMIpormyMa. AKo

Ce CIeBa TO3M METOM, aMIIPOIIAYMBT M THMAMMHBT TPSOBA a ce PasmenaT. AKO Te He ce pasfeNsT ¢ MOMOWITa Ha
KoTIOoHaTa (. 4.1.1), u3non3ssaHa B HAaCTOSILIMS METOII, CIeMBa fIa ce 3aMeHsT 10 50 % OT aleTOHUTpUNa B MOIBMXKHATA
daza (1. 3.6) ¢ MeTaHOI.

9.2. CoriaacHo Bpuranckara dapMakorest, CeKTbpBT Ha pastop Ha ammponuyM (¢ = 0,02 mol/l) B conna kucenuua (c =
0,1 mol/l) noxassa makcumymn npu 246 nm u 262 nm. Abcop6umsra gocrura 0,84 mpu 246 nm u 0,80 npu
262 nm.

9.3. ExcrpakTsT BuHArM TpsiOBa fa Gbme paspemeH ¢ momsuxkHata ¢asa ¢asa, Thil KaTO B NMPOTMBEH CITy4ail BPEMETO Ha

3abp2KaHE Ha MMKa Ha aMITpOJIMyMa MOKE 3HAUUTEIIHO fa € M3MEHU, MOpaay IIPOMEHN B JIOHHAaTa cuia Ha pa3TBopa.

. OINPEJEIIAHE HA HAPA3VIH
CbIbpXKaHMETO HA HAPA3UH Ce ONPeeNs OCPENCTBOM

— METONA 33 aHanu3, npemsuaeH B cranmapt EN 17299 Qypaxu: Meronu 3a BsemaHe Ha mpoOu u aHanus.
CKpPMHMHT ¥ OIIpefeNsHe Ha pa3pelieHy KOKLMIMOCTATUIM Ha HUBO J00aBKa, Ha 1 % 1 3 % KpbCTOCaHO
3aMbpCSIBAHE, KAKTO M HAa HEPETMCTPUPAHM KOKUMIMOCTATMIM UM AHTHOMOTMK HAa HMBO ¢ypaxHM
KOMIIOHEHTM B KOMOMHMpaHu ¢ypaxm upe3 BUCOKOEPEKTMBHA TeYHa XPOMATOTpadus M TaHIEMHaA
maccriekrpomerpust (LC-MS/MS), umn

— metona, mpensunied B crannapt EN 14183 — Qypaxu. Onpenensse chIbpKaHNETO HA MOHEH3WH, HAPA3UH 1
carmHoMMIMH. TeueH XpOMATorpadcky METOM, M3MON3BALL TOCT-KOIOHHA TePUBATU3ALINSL.

. OIMPEOEISAHE HA HUKAPBA3VH
CbIbpKaHMETO Ha HMKAPOA3MH Ce OMpeNeris IOCPENCTBOM

— METONA 3a aHary3, npensued B cranaapt EN 17299 Qypaxu: Meromn 3a B3emane Ha npobu 1 aHanms.
CKpVMHMHT ¥ ONpefiesisiHe Ha pa3pelieHy KOKUMIMOCTATUIM Ha HUBO No0aBKa, Ha 1 % 1 3 % KpbCTOCaHO
3aMBpCSIBAHE, KAKTO M HAa HEPErMCTPUPAHM KOKLUMIMOCTATMIM UM AHTHOMOTMK HAa HMBO (ypaxHU
KOMIIOHEHT B KOMOMHMpaHM ¢ypaxy upe3 BUCOKOGPEKTMBHA TeUHA XPOMATOrpadusi M TaHIEMHA
maccriektpoMerpust (LC-MS/MS) umm
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— Meroma, mnpemsuued B cranpapr EN 15782 Qypaxu. OnpenensHe Ha HuKapOasuH - MeETOH dpe3
BMCOKOE(EKTVBHA TeYHA XpOMaTorpadus.

K. OINPEJETISHE HA NEKOXMHAT
CpIbpXKaHMETO Ha IEKOXMHAT Ce OIIpefesis IOCPEICTBOM:

— MeTOMa 32 aHanus, npensuied B crannapt EN 17299 Qypaxu: Meronm 3a B3eMare Ha npoGu u aHanus —
CKPUMHVHT 1 ONpefesisiHe Ha PaspelieHy KOKUMIMOCTATUIMN Ha HUBO mo0aBKa, Ha 1 % 1 3 % KPbCTOCAHO
3aMbpCSIBAHE, KAKTO M HAa HEPErMCTPUPAHM KOKLUMIMOCTATMLM M aHTUOMOTMK HAa HMBO (ypaxHU
KOMIIOHEHTM B KOMOMHMpaHu ¢ypaxm upe3 BUCOKOEPEKTMBHA TeYHA XPOMATOTpadus M TaHIEMHA
maccriekrpomerpust (LC-MS/MS), umn

— metona, npemsuneH B crannapt EN 16162 Qypaxu. OupenensHe Ha IeKOKMHAT 4pe3 BUCOKOEEKTMBHA
Teyna xpoMarorpadus (HPLC) ¢ ¢ryopeciieHTHO OTKpyBaHe.

JI. ONPEHEIIAHE HA MOHEH3MH
CbIbpKaHMETO Ha MOHEH3MH Ce OIpeierisl IOCPeNCTBOM

— METOMIa 32 aHanus, mpensuied B crannapt EN 17299 Qypaxu: Meronm 3a B3eMare Ha npoGu u aHanus —
CKpUMHUHT U ONpefesisIHe Ha paspellieHy KOKUMIMOCTATUIM Ha HUBO No0aBKa, Ha 1 % 1 3 % KPBCTOCAaHO
3aMbpCsIBAHE, KAKTO M Ha HEPETMCTPUPAHM KOKUMIMOCTATMIIM M aHTMOMOTMK HAa HMBO ¢ypaxkHM
KOMIIOHEHTM B KOMOMHMpaHu ¢ypaxm upe3 BUCOKOCQEKTMBHA TeUHA XPOMATOTpadus M TaHIEMHA
maccrektpomerpus (LC-MS/MS), mmnu

— MeTona, npensuieH B crannapt EN 14183 — Qypaxu. Onpenensite chIrbpaHUETO HA MOHEH3UH, HAPA3UH 1
cammHoMumimH. TedeH XpomaTorpadcKi METONI, M3ION3BALL TOCT-KOJIOHHA [IepUBATH3ALIS.
M. OIIPEJEIIAHE HA CAJIMTHOMMUVH
ChIbpKaHMETO Ha CATTMHOMUIIMH Ce OMpefens TOCPEICTBOM

— METONIA 3a aHAIM3, npenpyied B cranmapT EN 17299 Qypaxu: Metomm 3a B3emane Ha mpolu 1 aHanms —
CKpMHMHT ¥ OIpefeNsHe Ha pa3pelieHy KOKLMIMOCTATUIM Ha HYUBO H00aBKa, Ha 1 % 1 3 % KpbCTOCaHO
3aMbpCSIBAHE, KAKTO M HA HEPETMCTPUPAHM KOKLUMIMOCTATMIM ¥ AHTUOMOTMK HA HMBO ¢ypaxHM
KOMIIOHEHT! B KOMOMHMpaHM (ypaXyu upe3 BUCOKOGPEKTMBHA TeUHAa XPOMATOrpadusi M TaHIEMHa
maccrektpomerpust (LC-MS/MS), mnu

— MeTOna, mpenBuieH B cranmapt EN 14183 — Qypaxu — Onpenensite ChIbpKaHUETO HA MOHEH3UH, HAPA3UH
¥ Ca/IMHOMUIMH — TedeH XpoMaTorpacku METOM, M3IOII3BALL [IOCT-KOJIOHHA IePUBATH3ALILSL.
H. OIPEOEITIAHE HA CEMOYPAMULIVH
ChIbpXaHMETO Ha CeMIypaMMLMH Ce ONpefeNsl IOCPEeCTBOM:

— MeTofIa 3a aHanu3, npemsuied B crannapt EN 17299 Qypaxu: Meromm 3a B3eMare Ha TpoOn u aHajm3 —
CKpMHMHT ¥ ONpefeNnsHe Ha pa3pelieHy KOKIMIMOCTATUINM Ha HYBO H00aBKa, Ha 1 % 1 3 % KpbCTOCaHO
3aMBpCSIBAHE, KAKTO M HAa HEPErMCTPUPAHM KOKLUMIMOCTATMIM M AHTHOMOTMK HAa HMBO (ypaxHM
KOMIIOHEHTM B KOMOMHMpaHu ¢ypaxm upe3 BUCOKOEPEKTMBHA TeYHa XPOMATOTpadus M TaHIEMHaA
maccrekrpomerpust (LC-MS/MS) mu

— Merona, mpensuied B craunapt EN 16158 — Qypaku — Onpenensse ChIbpKaHMETO HA CEMITyPAMUIINH —
Merox upe3 TeuHa xpoMarorpauisi, M3NOM3BALL AHATIUTUYHIS TIOIXOM Ha [IPBOTO Ha peleHNsITa.
O. EN CTAHIAPTU

Tpu npunarasero Ha uneH 34, naparpad 2, 6yksa a) ot Permament (EC) 2017/625 ce B3emar npeasup cregHute EN
CTaHapTIL:

EN ISO 30024 — Qypaxu — Onpenensise Ha uTa3HATa AKTUBHOCT

EN 17050 — Qypaxu:Meronm 3a B3eMane Ha npobu v aHamus — OnpelernsHe Ha JOx BbB Qypax 4pe3 aHUOHHO-
00MeHHa MacCIIEKTPOMETPUS ¢ MHAYKTUBHO cBbp3aHa ma3ma (ICP-MS)

EN 17550 — Qypaxu: Meronu 3a B3emane Ha mpobu u aHanmu3 — OmpenensHe Ha KapoTEHOMIAM B KOMOMHMpaHM
dypaxku ¥ IpemBapuUTENHM CMECH Ype3 BUCOKOe(EKTMBHA TeYHa XpoMarorpadusi ¢ YNTPaBMONETOBO NETEKTUPAHE

(HPLC-UV)

EN 15784 — (Qypaxu: Meromu 3a B3emane Ha mpoOu u ananmus — OtkpusaHe u usbpossane Ha Bacillus spp.,
V3IIOI3BAHM KATO QypaxkHa H0OaBKa

EN 15785 — Qypaxu: Meronu 3a B3emare Ha ipobu u ananus — Onpenensise 1 npeGpossane Ha Bifidobacterium spp.
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EN 15786 — Qypaxu: Meronu 3a Bsemane Ha npoGu u anamus — Otkpusane u usbposisare Ha Pediococcus spp.,
UMB3IION3BaHM KaTo PypaxHa MoOaBKa

EN 15787 — Qypaxu: Meromu 3a B3emare Ha npobu u anamms — OTkpusane u usbpossane Ha Lactobacillus spp.,
M3IOII3BAHM KATO QypaxkHa H0OaBKa

EN 15788 — Qypaxu: Meronu 3a B3emane Ha ipo6u n ananus — OTkpusase n usbposiane Ha Enterococcus (E. faecium)
SPp., M3ION3BAHM KATO PypaxkHa gobaBKa

EN 15789 — Qypaxu: Meromm 3a Bsemane Ha mpobu m anamm3 — OtkpuBane u usbposBane Ha Saccharomyces
cerevisiae, U3NON3BaHN KaTo $ypaxHa 100aBKa

EN 15510 — Qypaxu: Meromm 3a Bsemane Ha mpoOu u 3a aHarms — OmpenensHe Ha Kanmuuit, Hatpuii, ¢pocdop,
MArHesyit, Kanmuit, Kefs3o, LMHK, Mell, MaHraH, koait, MormubaeH 1 onoso upe3 ICP-AES (3a ananusa Ha ypaxHuTe
1100aBKM KOOAIT 1 MONMOMIEH)

EN 15621 — Qypaxu: Meromy 3a B3eMaHe Ha po6u 1 aHaim3s — OnpenensHe Ha Kasuwii, Harpuit, docGop, MarHesuit,
Karmvii, csIpa, XKeJs130, LMHK, Mel, MaHTaH M KODanT cred pasnmarae mop Hamsrade upe3 [CP-AES (3a aHanmmza Ha
¢dypaknara noGaska Kobarr)

EN 16159 Qypaxu — Onpenensite Ha CeleH upe3 aTOMHOA0COPOLMOHHA CIIEKTPOMETPHSL C TEHEPUPAHE HA XMAPUIM
(HGAAS) crnen MMKpOBBIIHOBO pasfiaraHe (pasnarane ¢ 65 % asoTHa kucenmvHa M 30 % BOIOPOEH NepOKCHI)(3a
aHa;m3a Ha QypaxHata JOOaBKa CerleH)

EN 17053: Qypaxu: Meromyu 3a B3emaHe Ha 11poGu i aHanu3 — OnpeneisHe Ha MUKPOENEMEHTH, TEXKHU MeTalt 1
[IPYTH eNeMEHTH BbB (ypaxu upe3 MACCIEKTPOMETPHUS C MHIYKTMBHO cBbp3aHa rmiasMa (ICP-MS) (Mymrmmeron) (3a
aHa;m3a Ha gypaxHuTe 100aBKM K0oOamT, MOMMOIEH U cenleH)”
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TIPUITOKEHME V

JIPUTTOKEHUE V

METO[IM 3A AHATIM3 C LIEJTI KOHTPOJT HA HEXXEITAHU BELLIECTBA BbB QYPAKUTE

A. OIIPEJEITSIHE HA HUBATA HA IMOKCUMHMU (PCDD/PCDF) U PCB

METOIM 3A B3EEMAHE HA ITPOBU U TBIIKYBAHE HA PE3YJITATUTE OT AHAJIM3A

1. OG6xsar 1 onpeneneHns

[TIABA 1

[Ipobure, mpenHasHaueHM 3a OPUUMATHMS KOHTPO HAa HMBATa Ha MOMMXIOpupaHy mubenso-p-muokcuun (PCDD),

NONMXIIOPYPaHM

mbersopyparn  (PCDF),

IVOKCYHONIONOOHN

NONMXIIOPYPaHN

Ondernm

PCB) () m

HemyokcuHononoGun PCB BbB ypaxute, ce B3eMaT B ChOTBETCTBHE C pasnopenOute Ha npuoxenve 1. Ipumarar ce
KOJIMYECTBEHNTE M3MCKBAHMSL BbB BPb3KA C KOHTPONA HA PABHOMEPHO paslpefeieHM BbB (ypaxiure BELIECTBA MM
MPOIYKTH, MOCOYeHM B Touka 5.1. or mpwioxerme . Taka MONMydeHMTe CHCTABHM NPOOM Ce Pasriexmar Kato
IpPENCTABUTEIIHM 33 NAPTUIUTE MIIM IOANAPTUAMTE, OT KOMTO ca B3eTH. CHOTBETCTBMETO C MAKCMMAJIHO HOIYCTMMUTE
KomuecTsa, nocodenn B [upektusa 2002/32[/EO, ce ompemenst Bb3 OCHOBA Ha KOJIMYECTBATA, YCTAHOBEHM B
nabopaTopHuTe Mpodu.

3a menuTe Ha HacTosIATa 4YacT ce npuiiarat OHpeEHOeNicHuATa OT IMPUITIOKCHNE [ xpM PernmameHt 3a u3mbIHEHUE

(EC) 2021/808 na Komucusra (2).

OcBeH NOCOYeHNTE ONpenerIeHNs, 3a UEINTE Ha HaCTOsAIIATa YacCT Ce IpuilaraT CJIEOIHUTE OIpETeIIeHNs:

(1) Tabrmua 3a Tabrmua 3a TEF (= koeduumentn Ha TokcuuHa exBusaneHTHOCT) Ha PCDD, PCDF 1t gnokenummnono6uute PCB: KTE Ha C30 3a
OLICHKA Ha PUCKA 3a XOpa, M3TOTBEHN Bb3 OCHOBA HA 3aKIIIOYECHMSATA Ha PAOOTHMS CEMMHAp HA eKCIePTUTE B paMKuTe Ha MexmyHapomHata
nporpama 3a xumudecka OesonacHoct (MITXB) — Ha CeroBHarta 3npasHa opranusaumst (C30), nposene B XKenesa npes touu 2005 1. (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 (2006)).

Manonssann cbkpamenus: I = Terpa; ,Pe” = menra; ,Hx"“ = xekca; ,Hp“ = xenra; ,0“ = okra; ,CDD* =
xopomubensodypa; ,CB“ = xnopobuder.

Konrenep

Croitnoct Ha TEF

Konrenep

Croiinoct Ha TEF

Mnbenso-p-nnokcuun (PCDD) n
mmbenso-p-¢pyparu (PCDF)

2,3,7,8-TCDD
1,2,3,7,8-PeCDD
1,2,3,4,7,8-HxCDD
1,2,3,6,7,8-HxCDD
1,2,3,7,8,9-HxCDD
1,2,3,4,6,7,8-HpCDD
0CDD
2,3,7,8-TCDF
1,2,3,7,8-PeCDF
2,3,4,7,8-PeCDF
1,2,3,4,7,8-HxCDF
1,2,3,6,7,8-HxCDF
1,2,3,7,8,9-HxCDF
2,3,4,6,7,8-HxCDF
1,2,3,4,6,7,8-HpCDF
1,2,3,4,7,8,9-HpCDF
OCDF

1

1

0,1

0,1

0,1
0,01
0,0003
0,1
0,03
0,3

0,1

0,1

0,1

0,1
0,01
0,01
0,0003

Tnokcunonono6bun PCB
He-opro PCB + Mono-opro PCB

He-opto PCB
PCB 77

PCB 81

PCB 126
PCB 169
Mono-opto PCB
PCB 105
PCB 114
PCB 118
PCB 123
PCB 156
PCB 157
PCB 167
PCB 189

0,0001
0,0003
0,1
0,03

0,00003
0,00003
0,00003
0,00003
0,00003
0,00003
0,00003
0,00003

xtopommbenzommokeny; ,,CDF =

€ITIAMEHT 3a U3ITbIIHEHNUE Ha Komucnsra or 22 mapr I. OTHOCHO M3ITbJIHEHVMETO Ha AHAJIMTIYHM METOM 38 OCTaThLM OT

) P b EC) 2021/808 na K 22 2021 30 3
(apMaKONOrMYHOAKTHUBHY CYOCTAHLMM, M3IION3BAHM NPY KMBOTHM, OTINIEXIAHM 3d NPOM3BONCTBO HA XPaHM, M OTHOCHO TBHIIKYBAHETO HA
pesynTaTi, KaKTo M OTHOCHO METOIMTe, KOMTO TpsiOBa [la ce M3ION3BAT 3a B3eMaHe Ha Ipobu, M 3a oTMsiHa Ha pewerust 2002/657/EO

1 98/179/EO (OB L 180, 21.5.2021 r., ctp. 84).
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,CKPUHVMHI MeTOM“ O3HayaBa METONM, M3ION3BaHM 32 OTCsiBaHe Ha mpobure ¢ HuBa Ha PCDD/PCDF u Ha
mmokcyHononoOHn PCB, KouTo HajBMUIABAT MAKCUMAJIHO IOIYCTMMMTE KONMYECTBA My mparosere. Te MO3BONISIBAT
MKOHOMMUECKM LIeTechoOpasHa oOpaboTka Ha romsM Gpoit mpobu, KaTo 10 TO3M HAUMH Ce YBENMUaBa BEPOSITHOCTTA 3a
OTKPVBAHE HA HOBU MHIMIEHTH C BICOKA CTEIEH HA M3TIOKEHOCT M PUCKOBE 3a 3[paBeTo Ha norpeOurenute. CKPUHUHT
METO[MTE Ce OCHOBABAT Ha OmoaHanuTiuHu Metomy wi Meronu Ha GC-MS. Pesynrarure ot mpo6ure, KOMTO HafBMLIABAT
TpaHMYHATa CTOJHOCT, M3IONI3BAHA 3a IPOBEPKAa Ha ChOTBETCTBMETO CIIPAMO MaKCHMMAJIHO HOIYCTUMOTO KOJIMUYECTBO, Ce
TPOBEPSIBAT IIOCPEICTBOM IThIICH [IOBTOPEH aHAIM3 OT OPUTMHAIHATA IIPO0a Upe3 MeTOM 3 MOTBbPIKICHIE.

,MeTomy 3a MOTBHPKIEHME" O3HAUaBa METOIM, KOMTO MaBaT I'bJIHA MIIM JONBIHUTEIHA MHQOPMALIS, [O3BOJIBALIA
VICHTUQUIMPAHETO U €IHO3HAUYHOTO KommuectBeHo ompemensHe Ha PCDD/PCDF u mmokcuromonobun PCB mo
OTHOILICHME Ha MAKCUMAITHO JIONYCTMMOTO KOJMYECTBO MIIM IIPU HeoOXOMMMOCT, Ha mpara. [Ipu Te3u METOfM ce M3MON3Ba
ra30Ba XpoMaTorpadyisi/MacCIieKTPOMETPHSL C BIUCOKA pasnenurerntHa criocobuoct (GC-HRMS) mim rasosa xpomarorpadusi/
TaHgemMHa Maccriektpomerpust (GC-MS/MS).

2. CbOTBeTCTBUE Ha napTuaaTa Wi noanaprugara ¢ MAKCMMaIHO JOITyCTUMOTO KOJIINY€CTBO

2.1. Io omuowenue Ha HeduorcutonodobHume PCB

[TapTupara unyu MogmapTUHaTa ChOTBETCTBA Ha MaKCMMAJIHO JOMYCTMMOTO KOIMYECTBO, aKO Pe3yNTaThbT OT aHanum3a 3a
cymara ot PCB 28, PCB 52, PCB 101, PCB 138, PCB 153 u PCB 180 (HapnuaHu [O-HATATBK , HEMMOKCUHOMONOOHN
PCB“) He HampMIaBa MaKCYMAITHO JOIYCTMMOTO KOJIMUECTBO, ycTaHoBeHO ¢ [mpektusa 2002/32[EO, kato ce orunra
paslMpeHaTa HeolpedeneHOCT Ha uaMmepBaHero (*). Ilaprumata wnm nopmaprmuata He ChOTBETCTBA Ha MAaKCMMAITHO
JIOMYCTMMOTO KONMUECTBO, ycTaHOBeHO ¢ Hupektusa 2002/32[EO, ako cpeHata CTOMHOCT OT [Ba TOPHOrpaHMYHM (*)
pesynTaTa OT aHalu3a, IOJIy4YeH! IpY NOBTOPeH aHamu3 (°), Upe3 M3MON3BAHETO HAa METOH 3a NOTBBPXKIEHME, KATo ce
OTYMTA PA3LIMPEHATA HEONPENeNeHOCT HAa M3MepBaHeTo, 0Oe3 CbMHEHMe HAIBMIIABA MAKCUMAJIHO HOIYCTUMOTO
KOJIMYECTBO, T.¢. 33 OLEHKATa HA CHOTBETCTBMETO CE M3ION3BA AHANM3MPAHATa KOHIEHTpALMs CIIel NpUCIAnaHe Ha
pasipeHaTa HeoNpeneneHOCT Ha M3MepPBaHeTo.

PazmnpeHara HeolpeIeieHOCT Ha M3MEPBAHETO € M3UMCIIEHa, KaTo € M3ION3BAH KOeUIMEHT Ha IOKPUTIE 2, KOETO 1aBa
JIOBEPUTEITHA BEPOSITHOCT npubmm3utento 95 %. [aneHa mapTuma uiuy NOANapTHia He ChOTBETCTBA HA pasmopenbuTe, ako
CpelHaTa apUTMETMYHA BEJMUMHA Ha M3MEPEHUTE CTOMHOCTM MUHYC pa3UlMpeHaTa HeEONpeNleNieHOCT Ha CpelHaTa
apUTMETMYHA BeJIVYMHA € Hall MAKCYMAITHO IONyCTMMOTO KOJMYECTBO.

Ipasunara, mocodyeHn B maparpadure OT HACTOSM[ATA TOYKA, Ce MPUIATAT MO OTHOLICHME HA PE3yNTaTa, MOIyueH MpH
aHanM3a Ha rmpobara 3a uenuTe Ha OQMIMATHUS KOHTpOI. [Ipy M3BBpIIBAHE HA aHANM3 33 BTOPO EKCIEPTHO CTAHOBMUIIE
VM 3a CIIPaBKa ce NpWlaraT HalMOHAHUTe IIPaBuIIa.

2.2. ITo omnowenue ha PCDD/PCDF u duorcunonodo6hume PCB

HapTI/IHaTa W nopnapTyaaTa CbOTBETCTBA HA MaKCUMMAIIHO HOIYCTMMOTO KOJIMYECTBO, aKO PE3YNTAaThT OT €MHOKPATEH
aHaJIm3:

— U3BbPLICH Ype3 CKPMHMHT METOM C [sUT Ha (ailuiBuUTe PE3yITaTy 3a CHOTBETCTBME NOT 5 %, COUM, 4Ye HMBOTO He
HAJIBMILIABA ChOTBETHOTO MAaKCMMAITHO MOMycTMMO KommdectBo Ha PCDD/PCDF, nuto cymara or PCDD/PCDF u
mmokcnHononoGuuTe PCB, KakTo e npemsuneHo B dupekrnsa 2002/32/EO;

— U3BbPUIEH Ype3 METON 3a MNOTBbPXKICHME, HEe HANBMIIABA CHOTBETHOTO MAaKCMMATHO MONYCTMMO KOJIMYECTBO
#a PCDD/PCDF, nmro cymara or PCDD/PCDF m mmokcuuomomoGuute PCB, KakTO € TNpEIBUMICHO B
Iupekrnsa 2002/32[EO, Kato ce OTIMTA pasLIMpeHATa HEOMPEIENEHOCT Ha M3MEPBAHETO.

(*) Koraro e wenmecho0pasHo ce Cha3BaT NPUHLMINTE, OMMCAaHM B ,HACOKM OTHOCHO HeONpEHeNeHOCTTa Ha M3MepBaHeTo 3a JabopaTopuy,
uspbpuBany ananu3 Ha PCDD[PCDF u PCB upe3 msnomnsBaHe Ha MacceKTpoMeTpust ¢ n3otomHo paspexnate” (https://food.ec.europa.eu/
system/files/2017-05 [animal-feed-guidance_document_pcdd-f_pcb_en.pdf).

(*) TIpMHLMITBT ,TOpHA TPAaHMIA“ M3MCKBA M3MON3BAHETO HA TPAHMIATA 33 KONMYECTBEHO OMpENeNsHe 3a M3UNMCIIABAHE HAa YUacTMETO HA BCEKM
KOHTeHep, KOHTO He e KOJIMUECTBEHO onpefernieH. [IpMHUMIBT ,107IHA TPaHMLA” M3MCKBA U3NION3BAHETO HA CTOMHOCT Hylla 3a M3UMCIIABAHE HA
YYaCTMETO Ha BCEKV KOHTEHep, KOMTO He € KOMMYECTBEHO onpenerieH. [IpuHumMIeT ,cpeaHa rpaniua’ M3UCKBa U3MOJ3BAHETO Ha IOJIOBMHATA OT
TPaHMIATA 3a KOJIMYECTBEHO OMpeNIeNiaHe 3a M3UNCIIABAHE HA YUaCTUETO Ha BCEKM KOHTEHep, KOMTO He € KOIMUECTBEHO OMpeferieH.

() TloBTOpeH aHaNM3: OTHENEH aHATIM3 HA AHAIUTUTE OT 3HAuCHNE C M3MOJ3BAHE HA BTOPA aNMKBOTHA YaCT OT ChllaTd XOMOTEHM3MpaHa mpoda. B
obuyst cryvait ce IpuUTaraT M3MCKBAHMSATA 33 NOBTOPEH aHAM3, HpelsuieHu B npunoxerue II, rmasa B, Touka 3. 3a merommte, mpy KOUTO ce
31071382 MapkupaH ¢ ’C BbTpelieH CTAHIAPT 3a ChOTBETHUTE aHANITH, NOBTOPHMSAT aHATM3 € HEOOXOMMM CaMO aKO PE3YIITaThT OT ITPBOTO
OMperieNsiHe COuM HechOTBETCTBYE. [IOBTOPHMSAT aHANM3 € HeOOXOIMM, 3a 1 Ce MBKITIOUM Bb3MOKHOCTTA OT BBTPELIHO KPHCTOCAHO 3aMbpCsBaHe
WM OT CITy4aifHO cMecBaHe Ha mpoOute. B ciiyuait ye aHanmu3bT ce MPOBEKIA B KOHTEKCTa HA MHLMICHT, IIPY KOIITO € HAJMLE 3aMbpPCSBAHE,
TOTBBPKIEHMETO Upe3 MOBTOPEH AHAIM3 MOXKe [1a He ce M3BBPIIIBA, KO M3OpaHMTE 3a AHANM3 POOYU MOTAT [1a GBIAT IPOCIIEHEHN U CBbP3AHMU C
VHIMIEHTA, IPU KOJTO € MOJIy4YeHO 3aMbPCABAHETO, M OTKPUTOTO KOJIMUECTBO € 3HAUMTETTHO Hall MAKCUMAITHO JOITYCTMMOTO KOJIMYECTBO.
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Ipyu ckpuHMHT aHanM3UTE TPsIOBA [1a CE YCTAHOBSIT [PAHMUYHM CTOMHOCTM C OIJIEf ONPEENSTHETO Ha ChOTBETCTBUETO Ha
npobara Ha MaKCMMAIHO [OIycTMMuTe Konmuectsa, ycraosery 3a PCDD/PCDF wmu 3a cymara or PCDD/PCDF u
mmokcuHonono6Hute PCB.

[laprumata wunm nogmapTumata He ChOTBETCTBA Ha MAKCHUManHO — HOIYCTUMOTO — KOTMYECTBO, YCTaHOBEHO ¢
[upextusa 2002/32[EO, ako cpemHata CTOMHOCT OT [Ba ropHOrpaHmuHu (°) pesynrara OT aHanM3a, MONYYEHNU [Py
TNOBTOpeH aHanu3 (7) upe3 M3MOJ3BAHETO HA METOJ 3a NMOTBbPKIEHME, KaTO Ce OTUMTA PasLIMpeHaTa HEONpeNesIeHOCT Ha
u3MepBaHeTo, Ge3 ChMHEHMe Ha[BUIIABA MAKCUMAIIHO JOIYCTMMOTO KOJIMYECTBO, T.€. 32 OLEHKATa Ha ChOTBETCTBUETO CE
U3IIONI3BA AHANIM3MPAHATa KOHIEHTPAUMs CIIel IPUCTIagaHe Ha pasulpeHaTa HeONPeNeNieHOCT Ha M3MEpPBAHETO.

PaziuypeHaTa HeolpeneneHOCT Ha M3MEPBAHETO € M34YMCIIeHa, KaTO € M3MON3BaH KOeQUIMEHT Ha IOKpUTHeE 2, KOETO [1aBa
JIOBEPUTEITHA BEPOSITHOCT npulmmanterto 95 %. [laneHa mapTuma win NOANapTUia He CHOTBETCTBA HA pasmopenture, ako
CpefHaTa apUTMETHMYHA BENMUMHA Ha M3MEPEHUTe CTOMHOCTM MMHYC paslUMpeHaTa HEONPENENeHOCT Ha CpeHaTa
apUTMETMYHA BEIVYMHA € Hall MAKCYMAITHO JIONCTMMOTO KOJMYECTBO.

3a cymara or PCDD/PCDF n mmoxcusonogo6uute PCB ce m3nomn3ea cymMara OT OLieHEHATa pa3iiipeHa HeOMpeIeneHOCT Ha
otmenHute pesynrary or aarmsa Ha PCDD/PCDF u Ha muokcunonono6Hute PCB.

Ipasunara, mocodyeHn B maparpadure OT HACTOSW[ATA TOYKA, Ce MPUIATAT MO OTHOLICHME HA PE3yNTaTa, MOIyueH MpH
aHanu3a Ha mpo0arta 3a LeuTe Ha OQUUMANHNS KOHTPOIL. [Ipy u3BbPLIBAHE HA AHAIM3 C LT 3ALIMTA WM 33 CIPaBKa Ce
TIpUIIaraT HalYOHaJIHUTE NPaBUIIa.

3. Pe3ynrary, npesuiuasamy nparosere, onpenernenn B [ipunoxenue I koM Mupektusa 2002/32/EO

ITparoBeTe ca MHCTPYMEHT 3a OTCSIBaHE Ha POOM B CITyuanTe, B KOUTO € HEOOXOMMMO 1a Ce MAEHTUOUIMPA M3TOUHVMKBT Ha
JIAICHO 3aMBPCSIBAHE M [ Ce B3eMaT MEPKM 3a HETOBOTO HAMAIIBAHE MM OTCTpaHsBaHe. Upe3 CKpMHMHT MeTofuTe TpsibBa
[[d Ce YCTAHOBSIT NMOOXOISIM TPAHNYHM CTOMHOCTY 3a OTCSBAHE HA IOCOUEHMTE mMpoOu. B criyuait we ca Heobxommmu
3HAUMTETTHM YCUNMst 33 MOCHTUGMIMPAHe HA M3TOYHMKA M 33 HAMAISIBAHE MM OTCTPAHSIBAHE HA 3aMbPCSIBAHETO, €
LeIechOOPa3HO HANBMIIABAHETO HA IparoBeTe [ ce HOTBHPHM Upe3 NOBTOPEH aHANM3 IpPY M3MOJ3BAHE HA METON 3a
MOTBbPKIEHNE M KaTO Ce OTYMTA Pa3lIMpeHaTa HeoNpeeneHoCT Ha u3MepBaHeTo. (°)

ITIABA 11

INIOOTOTOBKA HA IIPOBUTE U U3NCKBAHUS 110 OTHOILUEHUE HA METOITUTE 3A AHAJIN3, U3IIOJI3BAHU 3A LHETIUTE HA
OQULMAITHASA KOHTPOIT HA CbIbPKAHUETO HA TMOKCUHMU (PCDD/PCDF) U HA MUOKCUHOIIOTOBHH PCB BbB
QYPAXUTE

1. IIpuioxHoO none

VI3uCKBaHMATA, M3MOKEHN B HACTOSILIATA [T1aBa, Ce [IPUIATAT NIPY aHAJIM3a Ha Qypaxi 3a LeTITe Ha OQUIMATIHIS KOHTPOIT
Ha CHIIBPKAHMETO Ha 3aMectery Ha 2,3,7,8 nosuums PCDD/PCDF u nuokcunonono6uy PCB, kakTo 1 10 OTHOLIEHNE Ha
TOJITOTOBKATA Ha MPOOKTE 1 aHATINTUYHNTE M3MCKBAHMS 3a [IPYTU PEryIaTOPHY LeJM, BKITIOYBALIM KOHTPOIA, M3BBPIIBAH
OT omepaTopute BbB (ypaKHMSI CEKTOP C Len ocurypsiBaHe Ha cporserctsue ¢ Permament (EO) Ne 183/2005 Ha
Esponeitckust napnamenT u Ha Cbseta (°).

Ha6rmonennero 3a Harmune Ha PCDD/PCDF n Ha mrokcyHonono6un PCB BbB ¢ypaxkute MOXe M1 Ce M3BBPIIBA UPe3 [1Ba
PasIUYHY BUA AHATIMTUYHN METOMM:

(°) TlpvHIMITBT ,TOpPHA TPAaHNMIA“ M3MCKBA M3MON3BAHETO HA TPAHMIATA 33 KONMYECTBEHO ONMPENENSIHE 33 M3UNMCIIABAaHE HAa YYacTMETO HA BCEKM
KOHTeHep, KOJTO He e KOIMYeCTBEHO ompenerieH, KbM ToKciunys eksysaneHT (TEQ). IIpuHLMITBT ,M0MHa rpaHNMIa“ M3MCKBA U3MON3BAHETO HA
CTOIHOCT Hy7a 3a M3UMCIISBaHE HA YYaCTMETO Ha BCEKM KOHIeHep, KOWTO He e KONmuMuecTeHo ompenered, KbM TEQ. Ilpunummst ,cpenna
TpaHyIa“ M3UCKBA U3MON3BAHETO Ha IIOJIOBMHATA OT IPaHMIIATA 32 KONMUECTBEHO OMpeNleNiaHe 33 U3UMCIIABAHE HA YUaCTUETO Ha BCEKM KOHIEHeP,
KOIITO He € KOJMYecTBeHo onpenerneH, kbM TEQ.

() B obmms cnyyait ce mpunaraT M3MCKBAHMSTA 3a IOBTOPEH aHANM3, NpelBuueHn B mpuioxkenue II, masa B, touka 3. 3a Merommre 3a
NOTBBPKIEHME, P KOUTO Ce M3ION3Ba MapKupaH ¢ *C BbTpellleH CTAHIAPT 3a ChOTBETHUTE AHAIINTH, IOBTOPHUAT aHATN3 € HeOOXOIUM CaMo
aKO Pe3ylTaTbT OT ITPBOTO OMNpENENsAHE COUM HeChOTBETCTBME. [TOBTOPHMAT aHaIM3 ¢ HeOOXOmMM, 3a Ja ce VBKIIIOUM BB3MOXKHOCTTA OT
BBTPEIIHO KPBHCTOCAHO 3aMBPCSIBAHE M OT CIIYYailHO CMeCBaHe Ha IpoOute. B ciydait ue aHATM3BT ce MPOBEXIA B KOHTEKCTA HA MHIMCHT,
TPY KOJITO € HaILe 3aMbPCsIBAHE, IOTBBPKICHIETO Ype3 [IOBTOPEH aHAIN3 MOXKe A He Ce M3BBPIIBA, AKO M30paHMTe 3 aHAIN3 IPOOY MOTaT
ma ObHaT HpOCIeNeHM M CBbP3AHM C MHIMAEHTA, NP KONTO € IONYYeHO 3aMbPCSABAHETO, M OTKPUTOTO KONMYECTBO € 3HAUMTENHO Hall
MAaKCUMAIIHO IOMYCTUMOTO KOJIMYECTBO.

(®) OOsicHeHMATa M M3MCKBAHMATA 3a NOBTOPEH aHAIM3 33 KOHTPON HA IIparoBeTe ca ChLUMTE KAaTO Te3u B OereKKa IOI JIMHMS 5 OTHOCHO
MAaKCUMAIIHO IOMYCTUMMUTE KOJIMUYECTBA.

() Permament (EO) Ne 183/2005 Ha EBponerickust nmapnament u Ha CbBera o 12 siHyapy 2005 r. 3a onpeniensiHe Ha M3MCKBAHUATA 3 XUIUEHA HA
dypaxure (OB L 35, 8.2.2005 r., c1p. 1).
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a) CrpunuHz memoou

Llenra Ha CKPMHMHT METOIMTE € OTCsBaHe Ha mpobute ¢ Hua Ha PCDD/PCDF u Ha muokcyHomono6un PCB, kouto
HalIB/IIABAT MaKCUMAlHO JOMYCTMMUTE KOIMYecTBa iy mparosere. C Te3y METOOM Ce OCUTYpsABA MKOHOMMYECKM
uenecho0pasHa 00paboTKa Ha rofsiv Opoit Ipobu, KaTo 1O TO3M HAUMH Ce YBEINYaBa BEPOSTHOCTTA 34 OTKPHBAHE HA HOBI
VHIMIEHTY C BIMCOKA CTENEH Ha M3[IOXEHOCT M PUCKOBE 3a 3IpaBero Ha morpeburermre. C IpuiaraHeTo MM ce LeH
u30sirBaHe Ha ariuyBUTe Pe3yITaTy 3a COTBETCTBME. CKPMHMHT METOIMTE MOTAT 13 BKITIOYBAT OMOAHAINTIYHI METOIN U
meromn GC-MS.

Ypes TsIX ce M3BbpILBA CPABHEHME HA Pe3yIITaTa OT AHAIN3a C TPAHMYHATA CTOMHOCT U Ce MOIy4aBa OTIOBOP OT BUIA ,1a/He"
OTHOCHO €BEHTYaJIHOTO HaJBMIIABAHE HA MAKCHMAJIHO [IOMyCTMMOTO KONMYECTBO WM Mpara. KoHIeHTpaumsTa
Ha PCDD/PCDF u cymara or PCDD/PCDF u mmokcutononoOHute PCB B mpoGute, 3a KOMTO ¥MMa ChbMHEHME 3a
HEChOTBETCTBME CIIPSIMO MAKCUMAIIHO JOIYCTMMOTO KOJMYECTBO, CE ONpeHeNnst MM INOTBbPXKIABa upe3 MeTOH 3a
NOTBbPKIEHMeE.

OcBeH TOBa CKPMHVMHI METONMTE MOXE [d NajaT MHIMKaums 3a kormuecrsata Ha PCDD/PCDF u anokcuHOmopobHmTe
PCB, xouto ce chbpKar B npodara. [Ipy npusaraHe Ha OMOAHATIUTIYHY CKPYHVHI METOIM Pe3yNTaThT Ce U3Pa3siBa KaTo
Onoanammtiunn expusanenT (BEQ), mokatro mpy mpummarane Ha Qusmroxummuayu GC-MS Toit ce m3passiBa Karo
tokcuuny exsusanenti (TEQ). LingpoBo uapaseHute pesynTati OT CKPUHMHI METOMMTE Ca MOTXOMSIIN 32 [OKa3BaHe HA
CBOTBETCTBMETO MIM Ha CbMHEHMATA 33 HECBOTBETCTBME MM HAIBMINABAHE HA INpAroBeTe M IIpy NPOCNEAsBaHe upe3
METOIM 33 TIOTBbPKICHNME NIOKA3BAT IMaNa30Ha Ha HMBATA. Te He ca MOIXOMALIM 33 LNV KaTo M3BbpIIBAHE Ha OLEHKA Ha
(oHOBUTE HNBA, MpEIBAPUTENIHA OLEHKA HA KOIMYECTBOTO, POCIICMSBAHE HA TCHICHLMM BbB BPEMETO NPV HUBATA MIN
TNOBTOPHA OLIEHKA Ha IparoBeTe 1 Ha MaKCMMAITHO IOMyCTMMUTE KOMMYECTBa.

0) Memodu 3a nomespsrderue

Merofute 3a MOTBLPKIEHNE IO3BOJISIBAT EIHO3HAYHOTO MACHTUPUIMPAHE M KOMMUYECTBEHO OMpEesisHe Ha ChIbpXKAILINTe
ce B gageHa npoda PCDD/PCDF u mmokcuuonopoOun PCB u mpemocraBsr mbiHa MHGOPMALms OTHOCHO HYBATa Ha
oTaenHuTe KOHTeHepy. CIIelOBaTeNTHO Te3) METOIM MO3BOMIABAT M3BBPLIBAHETO HA KOHTPOI Ha MAKCMMAITHO OMyCTUMUTE
KOJIMUECTBA ¥ MparopeTe, B T.4U. NOTBbPXIABAHE Ha pe3yNTAaTUTE, IOJyueHM upe3 CKpMHMHT MeTtoumte. OcBeH ToBa
pesynTatiTe MOrar ma ObIaT M3MON3BAHM 3a JPYIM LieMM, KaTo HAmpuMep OMpeHeNsHe Ha HUCKM (OHOBM HMBA MpHU
MOHMTOPVUHI Ha (ypaxure, NPOCIENsIBAHE HA TEHICHLMM BbB BPEMETO, M3BbpLIBAHE HA OLEHKA HA M3TIOKEHOCTTA M
Ch3maBaHe Ha 0a3a JAHHY 3a €BEHTYa/IHA IOBTOPHA OLIEHKA Ha IPAroBETe ¥ Ha MAKCHMAIHO JOMyCTUMUTE KomuecTsa. Te
Ca BaXHM CHUIO TAKA 33 YCTAHOBSIBAHETO HA MOMEIM HA KOHIGHEPM C OINeN MICHTUQUUMPAHETO HA M3TOYHNMKA HA
€BeHTyallHo 3ambpcssane. IlIpy Tesu Meromm ce msnonssa GC-HRMS. 3a morbpXpaBaHe Ha CHOTBETCTBMETO MIINM
HECBOTBETCTBUETO CIIPSIMO MAKCUMAJIHO JOMYCTMMUTE KOMMUYeCTBa Moxe 1a ce u3nonssa 1 GC-MS/MS.

2. KonTekcT

3a ma ce v3umcrsT KoHueHTpamymte Ha TEQ, KOHIIEHTpaIyiTe Ha OTIENHMTE BELIECTBA B JaficHa Ipoba ce YMHOXABAT 110
CBOTBETHUS MM KoeuumeHT 3a TokcuuHa exsuBaneHTHocT (TEF) (Bx. Genexkka mom mmemst 1 ot rmasa ) u cren Tosa ce
CyMHpar, 3a [ia ce Ioiyuy oOlaTa KOHLEHTPALys Ha IMOKCHHOMONOOHNTe ChefyHeHus, u3pasern karo TEQ.

3a uenyTe Ha HACTOSILIATA YacT A Ipuerara ,CreludyyHa IPaHMLA 32 KOJIMUECTBEHO ONpENesisiHe Ha OTIEIeH KOHreHep”
03HAuaBa Hal-HMUCKOTO CHIbPXKAHME HA AHATINTA, KOETO MOXe [a Gblie M3MEPEHO IPY PasyMHa CTEIeH Ha CTATUCTIHUECKA
CUTYPHOCT, NPY M3IBIIHEHME HAa KPUTEPUUTE 33 MICHTUUUMPAHE, OMMCAHM B MEXIYHAPOOHO IPU3HATH CTAaHIAPTH,
Hanpumep B cranmapt EN 16215:2012 ((ypaxku — onpenernsiie Ha IMOKCUHM U IMOKCHH-TIONOOHM TONMUXIIOPUPAHM
onderm (PCBs) n Ha nHmmkatopuu PCBs upes GC/HRMS) ujwmm B nocnenHara pegakuust Ha Meromm EPA 1613
n1668.

FpaHl/IuaTa 3a KOJIIMYECTBEHO ONPETETIAHE HA OTHETIEH KOHI€HEP MOXKE a 6’b]I€ OIpENENeHa KaTo:

) KOHLEHTPALMSATAa HA JaJieH AHAIMT B €KCTPaKTa OT HafeHa Ipo0a, KONTO MpEeOM3BMKBA PEAKLWs OT CTpaHa Ha
TEXHIYECKOTO YCTPOJICTBO 3a [BA Pa3iMyHM iOHa, KOSTO TpsibBa fa ce cremyt mpy cborHoweHye S/N (curHan/urym),
paBHO Ha 3:1 3a [O-MaJIKO MHTEH3VMBHIUSI CUTHAN HA HeOOPabOTeHY TAHHY; MK

0) aKo Mopamy TEXHUYECKU MPUUMHI U3UMCTIEHNETO Ha ChOTHOLICHMETO CUTHAI[IYM He [1aBa HafIeXIHNU Pe3yIITaTy, Hail-
HIICKATa TOYKA Ha KOHLICHTPALVsl Ha KanuOpalMoHHa KpUBa, KOATO aBa mpyueMiuBo (< 30 %) ¥ IOCTOSHHO (M3MepeHo
IOHE B HAYAJIOTO M B Kpas HA NafeHa aHAMTUYHA Cepyst OT IpOOM) OTKIOHEHME CIIPSIMO CPEMHMUSI OTHOCUTEIICH
KOeQMIJIEHT Ha OTTOBOp, M3YMCIIEH 33 BCHYKM TOUKM MO KaanOpAalMOHHATA KPMBA IIPM BCSKA cepust OT mpoOi.
I'panmuata 3a kommuectseHo ompenersiHe (LOQ) ce msumcrsBa OT Haif-HMCKAaTa TOYKA Ha KOHLEHTpaLMs, KaTo ce
OTUeTe AHATUTUYHUAT TOOMB OT BHTPEIIHNUTE CTAHIAPTY ¥ KOIMUECTBOTO Ha npofara.
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BroananuTuyHMTe CKPMHMHT METONM HE OTYMTAaT pe3yNTaTM Ha HMBO KOHIEHEpM, a caMo MOKa3BaT (') HMBOTO Ha
Tokcnunmst exsusaneHT (TEQ), nspaseno B BEQ, Kato noTebpKIaBar ¢akra, ue He BCMUKM ChIBPKALM CE B €KCTPAKTA OT
npoba ChemMHEeHIsI, KOUTO NMPENM3BMKBAT OTTOBOP MPY M3IMTBAHETO, MOTAT [Ia Ce MOUMHSIBAT HA BCUUKM M3UCKBAHMS Ha
npunumna Ha TEQ.

CKPVIHI/IHT METOOMTE M METOOMUTE 3a IMOTBBP2KMICHME MOTaT 1a C€ U3IO0JI3BAT 3a KOHTPOII Ha ONPEIEIeHa MaTpula caMo ako
Ca JOCTaTbYHO UYYBCTBUTEITHM C OINIE[ HAHEXKIHOTO OTKPMBAHE Ha KOIMYECTBA HAa HMBOTO Ha IIpara WM MakKCUMajHO
HOIyCTMMOTO KOJIMYECTBO.

M3ucksanus 3a ocurypsiBaHe Ha Ka4eCTBOTO

Baemar ce MEpKH 3a u30srBaHe Ha KPBCTOCAHO 3aMbpPCABAHE Ha BCEKM €Tall OT Ipouenypara 3a B3€MaHE Ha Hp061/l n oT
aHaJm3a.

[Ipobure ce CbXpaHsBAT U TPAHCIOPTUPAT B IOIXOMLSLIM 33 ChXPAHEHNE ChIIOBE OT CTHKIIO, ATlyMVHMIL, IOJIMIIPONMIIEH MITU
nonveTnieH, 6e3 Ja ce OKa3Ba HMKAKBO BiysiHMe BhpXy Hyupata Ha PCDD/PCDF n mokcnHonono6uute PCB B mpoGure.
OT KOHTelTHepa 3a ChXpaHeHye Ha 1pobaTa ce PeMaxBaT CIeIUTe OT XapTHeH Mpax.

CbXpaHeHMeTo 1 TPAHCIIOPTUPAHETO Ha MPOOUTE Ce M3BBPLIBAT 10 HAUMH, PY KOJTO Ce 3aa3Ba LeNoCTTa Ha GypakHata
npoba.

JIOKOINKOTO € yMECTHO, BCsiKa JTabopaTopHa mpoba ce cMuta ¢MHO ¥ ce CMecBa ONTMMAITHO Ype3 M3MONI3BaHe Ha IpOLieC, ¢
KOJITO € IOKa3aHO, Ye Ce MOCTHIA ITbIIHO XOMOTeHM3MpaHe (HalpyuMep cCMIIaHe, KOETO [IO3BOJISIBA IIPeMUHABAHE [IPe3 CUTO
¢ pasmep Ha oropute 1 mm). [TpoOute ce M3CyIaBaT mpeny CMUIAHETO, aKO ChIbPKAHMETO HA BIIAra B TSX € TBBPIE
BICOKO.

OcbliecTBsiBa ce KOHTPOIT Ha peareHTHTe, 1ab0paTopHaTa CTHKIIApHst M 0OOPYIBAHETO OT ITEMIHA TOUKA Ha Bb3MOXKHOTO UM
BIMSIHYE BBPXY pe3yrnrarute Ha 6asa TEQ mmu BEQ.

V3BbpiuBa ce aHaNIM3 Ha MPasHa Mpo0a, KaTo ce M3IBIHSBA LISIATA aHATMTINYHA [IPOLETYpPa M Ce MPOMYCKA eMMHCTBEHO
npobara.

[Ipyu 6roaHAIMTIYHNITE METORM LSIATa CTBKIIAPHSL M PAa3TBOPUTENNTE, M3IOJI3BAHY [IPU aHAIIN3A, [IPEMUHABAT U3IUTBAHMS
32 OTCHCTBME HA ChEOMHEHMSI, KOUTO MHTepdepupar Ipyi OTKPUBAHETO HA LIETIEBUTE CheMHEHUs B pabOTHMs OOXBAT.
CTbKIIapysTa Ce M3IUIAKBA C Pa3TBOPUTENM WIM Ce 3arpsisa O TeMIEpaTypy, NMOAXOMSIA 3a OTCTpAaHsBAHe HA CIedy
ot PCDD/PCDF, nnoxcnHOMOmoOHN 1 MHTEpPepUpaLIIit CheMVHEHNMS OT HeitHATa [TOBBPXHOCT.

KomnyectBoto Ha Hp06aTa, V3IION3BaHO 33 €KCTPAKIMATA, € DOCTaThbUHO, 3a Ia OTIOBapsA Ha M3MCKBAHMATA 3a TOCTATbUHO
HUCBK p3.6OT€H 06XBaT, BKITIOUMUTEITHO KOHLUEHTPALMNUTE HAa MAKCMMAIIHO TOITYCTMMOTO KOJIMYECTBO UIIN Ha IIpara.

CrienmduuHnTe IPOLENypPU 3a MOATOTOBKA Ha MpoGMTe, M3ION3BAHM IPY Pa3IICXKIAHNTE MPOLYKTH, CE OCHOBABAT HA
MeXIyHapoaHo npuetute Hacoku, Hamp. EN ISO 6498.

M3ucKBaHUA MO OTHOIIEHME Ha na6opaTopMMTe

B chotBetcTBHE ¢ pasnopenoute Ha Pernament (EC) 2017625 maGopatopumte TpsiOBa 1a ObIAT AKPEIUTHPAHU OT IIPUHAT
opraH, fieiicTBany B choTBeTCTBHUE ¢ PhROBOICTBO 58 Ha ISO[IEC, ¢ 1en ma ce rapaHTMpa OCUIypsiBaHe Ha KaueCTBOTO IpK
aHarmsute. JTaGopatopuute TpsOBa Nia GbIAT aKpemUTUPAHK B ChoTBeTCTBUE Che cTanmapt EN ISO/IEC 17025. Cunaspar
ce TPUHLMINTE, OMMCAHM B ,TeXHMUECKM HACOKM 3a MPUONMMBUTENHOTO WM3UNMCIIABAHE HA HEONPENENEHOCTTa Ha
M3MEPBAHETO M Ha TPAHULIATE HA KOIIMYECTBEHO OIIpeleNsiHe 3a LesnTe Ha aHanmsa Ha PCDD[PCDF u PCB*. (1)

KomrereHTHOCTTa Ha MaGoparopysita TpsibBa ma Gbie MOKa3aHa ype3 MOCTOSHHO YCIEIIHO yUYacTie B MEXIynabopaTopHu
nacnenBanyst 3a onpenensite Ha PCDD[PCDF u nmokcuuonopno6un PCB B ChOTBeTHUTE MaTpuimi oT ypaxm u
[MaMa30HM Ha KOHIIEHTPALIVsL.

BroaHamiTiuHMTe METONM He Ca XapaKTePHY 33 KOHIEHepuTe, KOUTO Ca BKIIIOUeHM B cxeMara 3a TEF. B excrpakra or mpoGata e Bb3MOXHO
HAJMYMETO HA [IPYTM CTPYKTYPHO CBbp3aHM chemyuHeHys ¢ aktuseH AR, kouto mompunacst 3a obmara peakims. ClieHOBaTeNHO
OMOaHATMTIYHITE Pe3yIITaTy He MOTAT [a Ce PasIIeXIaT KaTo OLeHKa, a [I0-CKOpO KaTo IoKa3aTel 3a croitHoctta Ha TEQ B mpobara.

,Hacoku OTHOCHO HeompeneseHOCTTa Ha M3MepBaHeTo 3a j1abopatopuu, uspbpiBaiy aHamm3 Ha PCDD/PCDF u PCB upes m3nornssaHe Ha
MaccrekTpomerpust ¢ usoronHo paspexmare (https://food.ec.europa.eu/system/files/2017-05/animal-feed-guidance_document_pcdd-
f_pcb_en.pdf), ,Hacoku 3a npubnusurensoro nzumcnssare sHa LOD u LOQ 3a uamepBanust B 001acTTa Ha 3aMbpCUTENNTE BbB Pypaxure 1
xpanute” (https:/[food.ec.europa.eu/system/files/2016-10/cs_contaminants_sampling_analysis-report_2004_en.pdf).
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4.3. Taboparopuute, KOUTO IPUIIATaT CKPUHIHT METOMM 3a LIETIUTE HA PYTHHHMSI KOHTPOI Ha mpoOute, TpsiOBa [1a yCTaHOBSIBAT
TSCHO CBTPYOHMYECTBO C 1abOpaTopuy, MpUIIaralli METOHA 3a NOTBbPXKIEHNME, KAKTO 3a LeENUTe Ha KOHTPONA Ha
KAuecTBOTO, TaKa M 33 MOTBHPXKIABAHE HA AHAIIMTMYHMSI PE3yNTaT 3a MPoOM, 33 KOUTO CBIIECTBYBA ChbMHEHME 3a
HECBOTBETCTBIE.

5. OCHOBHM M3MCKBaHN1, HA KOUTO TPAOBA [1a OTTOBaps aHAIMTUYHATA Ipouenypa 3a nuokcuun (PCDD/PCDF) n
mmokcuHonono6uu PCB

5.1. Hucsr pabotnen 00x8am u zpanuyli 3a ROAULECMBEHO Onpedensdte

Iomnexammre Ha orkpusane kommuectsa or PCDD/PCDF ca B ropuara rpanuua Ha ¢emrorpama (107'°g) mopamm
VBKITIOUMTENTHO BMCOKATa TOKCMYHOCT Ha HSKOM OT Te3y ChelVHEHMs. 3a mopeueTo KoHreHepum Ha PCB e mocrarpuna
TpaHMUA 3a KONMYECTBEHO OINpelelissHe OT NOpsimbKa Ha HaHorpama (10°g) 3a msMepBaHeTo Ha IO-TOKCUUHMUTE
IIMOKCHHOMNONOOHN KoHreHepy Ha PCB (1 mO-CIenyanHO He-OpTO3aMeCTEHMTE) [ONHATA [PaHMLA Ha paboTHMs 06XBaT
IOCTUTa IO HUCKUTE CTOMHOCTM OT MOpsimbKa Ha mukorpama (1072g). 3a mopeyeTo OT ocTaHanuTe KoHreHepu Ha PCB
TPaHNIIA 33 KOJIMYECTBEHO ONpeNerisiHe OT NOpsIbKa Ha HaHorpamute (107°g) e mocTaThuHa.

5.2. Bucora us6upamennocm (cneyuduunocm)

5.2.1. HeobxommMo e pasrpannuasane Mexny PCDD/PCDF u mmokcuromomoOHmre PCB ¥ MHOXECTBO Ipyru HamuuHM
CBBMECTHO EKCTPAXMPaHM U BEPOSITHO MHTEPPepUpAlM CheMMHEHWsI, YMUTO KOHLEHTPALMM Ca IO HSKOJKO CTEleHU
TIO-BUCOKM OT Te3M Ha aHanmuTuTe oT 3HaueHnme. Ipyu merommre GC-MS ce M3MCKBa pasrpaHmyaBaHe MEXMy OTHETHMUTE
BUIIOBE KOHIEHEpY, HalpUMep MeXIy TOKCMYHMTE KOHICHEpM (HAmp. CceleMHazeceTTe 3aMecTeHu Ha 2,3,7,8
nozuumst PCDD/PCDF u nBaHamecerTe mrokcyuHonono6un PCB) u apyrute BUmOBe KOHTEHEPHL.

5.2.2.  BuoaHammTuuHMTe METOAM TPsiOBA [1a NO3BOJISBAT OTKPUBAHETO Ha LiefeBUTE ChefMHEHMs Kato cymara or PCDD/PCDF
/i anoxcyHonogobxute PCB. C mpeuncrsaneto Ha mpobuTe ce Lemy OTCTPAaHsIBaHEe Ha CheMHEHNS, IPeIM3BIKBALIN
danuyBy pesyrraTy 3a HeCHOTBETCTBIE MM HA CheMMHEHNMS, KOMTO MOTAT [1a IOBENAT [0 MOHMKABaHe Ha OTIOBOPA, KAaTo
IIPEAM3BUKAT QAILINBI PE3yIITATH 32 CHOTBETCTBHE.

5.3. Bucora mounocm (UCHUHHOCM U NPEYUSHOCT, ERCNEPUMEHMAHO U3MePeH anaaumuuen 006us npu Guoananu3)

5.3.1.  Ilpu Meromute GC-MS ompenessHeTo qaBa BalyMHa OLEHKA 3a MCTMHCKATA KOHLIEHTpALys B HafeHa npoba. Heobxommma e
BICOKA CTElIeH Ha TOYHOCT, 34 [1a ce u30erHe OTXBBPIISHE HA Pe3yIiTaTa 3a JajieHa mpo0a [Opay Ha HUCKA HAJIeXITHOCT Ha
onpenenenoto HuBo Ha TEQ. TouHoCTTa ce M3passiBa KaTo MCTMHHOCT (pasNyKa MeXXHy CpelHaTa CTOMHOCT, M3MepeHa 3a
MaNeH aHAUT B CEPTMQUUMPAH MaTepyai, M HeroBara cepTMMLMpaHa CTOMHOCT, M3paseHa KAaTo MPOLEHT OT Tasy
croiiHocT) ¥ npetm3HocT (RSD, OTHOCHTEIHO CTaHIAPTHO OTKIIOHEHME, KOETO Ce M3UMCIIsBA Ha 0asaTa Ha Pe3yITaTuTe,
TIOJIyYEeHN TPY YCIOBYUSI Ha Bb3IPOVU3BOMIIMOCT).

5.3.2.  3a 6uoaHaNMMTMYHNUTE METOMM TPsiGBA [Ia Ce OMpENeN eKCIePUMEHTATTHO U3MEPEHMSIT aHAIUTIYeH 100MB Py 610aHamu3.
,EKCIIEDUMEHTAITHO M3MepeH aHATMTHYeH HOOMB Opy OmoaHamms“ o3HauaBa HuBoTO Ha BEQ, m3umcreHo ot
kaymOpauyonHara kpusa Ha TCDD mm Ha PCB 126, KopurupaHo ¢ pesynTature OT IpasHata mpoba m ciem ToBa
pasgeneto Ha Husoto Ha TEQ, ompeneneHo upe3 MeTona 3a NOTBbpXKieHMe. LlenTa My e KOPUIMPAHETO Ha KOeUIMeHTH
kato 3arybara Ha PCDD/PCDF u NMOKCMHOMOOOHM CHEOMHEHMsS NO BpeMe Ha M3BIIMUAHETO ¥ IPEUNCTBAHETO,
JCIOPEOHO W3BIICUYECHY CBEMVHEHMS, KOWTO YBENMYABAaT MM HAMAIABAT CMUIIATA HA OTTOBOPA (ATOHMCTUYEH U
AHTATOHMCTVMYEH edeKT), KaueCTBOTO Ha HANACBAHETO HA KPMBATA WIM PAa3nyKmre MexXmy croitHoctmre Ha TEF n
CTOVHOCTUTE Ha OTHOCuTeNleH noteHuman (REP). EkcrepyMeHTAlIHO M3MepeHVUAT aHaIUTHYeH NoOMB IIpy OMoaHamu3 ce
VM3UMCIISIBA OT OAXOMSILN peepeHTHN MpobK ¢ MPEICTABUTENHY MOJIEN Ha KOHIEHEPHUTE OKOIIO HUBOTO OT 3HAUCHIE.

5.4. Ba/mdupane 8 OUANA30HA HA MARCUMAAHO donycmu/nume RoOAUuuecmea u o6w,u /MEPRU 3d ROHMPO/A HA RAUECMBOMO

5.4.1. Ilo Bpeme Ha MpoLEHypaTa 3a BAMOMPAHE ¥ IO BpeMe HAa PYTMHHMTE aHamu3u jabopatopumre TpsiOBa ga HOKAXaT
e)eKTUBHOCTTA Ha [JaieH METON B AMANlA30HA HA MAKCMMAJIHO JOMYCTMMOTO KOJIMUeCTBO, Harpyumep Ha Husa 0,5, 1 u 2
ITBTY TO-BVCOKYM OT MaKCMMAITHO JOIMYCTMMOTO KOIIMYECTBO MPHU IPUEMITHB KOCQUIMEHT Ha BAPUALMs 3a MOBTAPSILIN Ce
aHarnmsu.

5.4.2.  Karo BBTpElIHM MepKM 3a KOHTPOIl Ha KauecTBOTO TpsiOBa [a ce M3BbPLIBAT PEIOBHM M3IMTBAHMS HA IPa3HU Npodu u
eKCIEPUMEHTH C [00aBKa Ha pedepeHTeH MaTepuan WM aHaaM3M Ha KOHTPONHM mpoOM (3a IpednoumtaHe e
cepruduumpan pedepeHTeH Matepuan, ako e HammueH). C Len [a ce rapaHTMpa, Ye aHANM3MTE Ce M3BBPLIBAT B
CHOTBETCTBUE C M3MCKBAHMATA, [MArpaMMTE 33 KOHTPONIA HAa KaueCTBOTO 3a M3NMTBAHMSITA HA IpasHM Ipodw,
eKCIepUMEHTHTe ¢ 100aBKa Ha pedepeHTEH MaTepual WM aHaIy3a Ha KOHTPOJIHMTE Ipobu TpsibBa 1a ce PerncTpupar u
IIPOBEPSBAT.
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5.5.

5.6.

5.7.

Tpanuya 3a RoAUUECMBEHO ONpedendte

3a OMOAHAIMTUUHNTE CKPUHMHI METOAM YCTAHOBSBAHETO HAa TpaHMIA 3a KomuuecTBeHo ompenensHe (LOQ) He e
3aJTbIIKUTEITHO M3UCKBaHe, HO TPsIOBA a Oblie TOKa3aHO, Ye METOIBT MOXKe [a pasrpaHuuy CTOMHOCTTA IIPH Ipa3Ha npoba
M TpaHMyHata croiiHoct. [lpu npencrapstHe Ha HuBotro Ha BEQ TpsbBa [a ce yCTaHOBM HMBO Ha OTYMTaHE 33
06paboTBaHeTO Ha mPOOH, UMIITO OTTOBOP € MOA TOBA HIBO. HMBOTO Ha oTuMTaHe TPsOBa MOKA3aHO [Ia Ce Pasnyuyasa Hait-
MAJIKO TPU ITbTU OT HMBOTO IIPU IPOLELYPUTE C IIPa3HU MPoOH, KaTo OTIOBOPBT € MO paborHust o6xeat. CienoBaTeHo
TOBA HMBO CE M3UMCIISIBA OT IPOOM, B KOUTO LETIEBUTE ChEIMHEHMS Ce CHIbPXKAT HAa PaBHUIIE OKONO M3UCKBAHOTO
MUHIMMAITHO HHBO, @ He OT ChoTHOLeHNeTo S/N My OT aHaMTUYHA Ipa3Ha npoba.

ITpu Metomute 3a notebpxaeHne LOQ e 0x0710 1/5 0T MaKCUMAITHO HOMYCTMMOTO KOMIMUECTBO.

AHANUMUUKY RPUMeEpUL

3a ma ce MOMyyaT HAmEXIHM PE3yNTaTH UYPe3 METONWTE 3a MOTBbPXKMICHNME MM CKPUHMHI METONMTE, B [MAMA30HA Ha
MAaKCUMAJTHO [OMYCTUMOTO KONMUECTBO TPsiOBa [a ObAT M3IIBIIHEHN CIICIHNUTE KPUTEPUM 1O OTHOLIEHNE HA CTOMHOCTTA
cpotBetHo Ha TEQ wmm Ha BEQ, HesaBmcumo marmm e ompemenea kato obm TEQ (kato cyma or PCDD/PCDF n
mmokcnHonono6uute PCB), min nootmento 3a PCDD/PCDF u 3a guoxcuuonogo6xute PCB:

CKPUHVHT 4pe3 OMOAHATUTHYHM WIIN

Meronu 3a noTBbLPKIEHME
QUBMKOXMMMYHN METOLIN P

ITsu Ha damuyByTe pesynTaTy 3a <5%
cpotBercTBue (*)

UctunHOCT -20%mo+20%
Togropsiemoct (RSD,) <20%
Mexmuana npermsHocT (RSDg) <25% <15%

(*) CripsAMO MakCUMAaIHO JOIYCTMMUTE KOJTMYECTBA.

Cnequqﬁuuﬂu U3UCRBAHUSA NO OMHOUWEHUE HA CRPUHUHZ memooume

3a wenmTe Ha CKPMHMHIA MOTaT fia ce u3nonsear kakto GC-MS, Taka u 6uoaHarmTiyHy Metomy. [1o OTHOIIeHNME Ha
meromute GC-MS Tpsi6a fa GBIAT U3MBIHEHM M3MCKBAHMATA, MOCOYEHM B TOUKa 6. CrelmduuHmuTe MBUCKBAHUS 11O
OTHOLIEHME Ha KJIETHYHNUTE OMOaHATIMTUYHY METOIM Ca U3JIOKEHU B T. /.

TaGoparopuure, KOMTO NMPIIIATaT CKPMHVHT METOM 3a LIENNUTE HAa PyTMHHISI KOHTPOT Ha mpoGire, TpsiGBa 1a yCTaHOBSIT
TSICHO CBTPYIHMYECTBO C TaGOpaTOpuy, KOUTO MPUIIAraT MeTOlIa 38 IOTBbPKIEHIeE.

ITo Bpeme Ha PyTMHHUTE AHANV3M CE M3MCKBA POBEPKA Ha epeKTUBHOCTTA HA CKPUHIHT METONIA UPe3 aHAIUTIYCH KOHTPOT
Ha KauecTBOTO M TEKYLIO BalMmMpaHe Ha MeTopa. HeoOXommMa e HempekbhCHATA NPOTpaMa 3a KOHTPOI HA pe3ynTaTuTe,
KOMTO OTTOBAPAT Ha M3UCKBAHMATA.

l'[pOBepKa 3a Bb3MOXKHO IOTUCKaHE Ha KJIETBYHNSA OTTOBOP M IMTOTOKCUYHOCT:

20 % or excrpakrute OT Ipoby TPsiOBa 1a GBIAT U3MEPEHN TPY PyTUHEH CKPUHUHT Ge3 1 che fobassite Ha 2,3,7,8-TCDD
B CHOTBETCTBME C MAKCUMAJIHO NOIYCTUMOTO KOMMYECTBO MIIM Tpara C Lell JIa ce IPOBEPU Bb3MOXKHOCTTA 3a €BEHTYaJIHO
TNOTHCKAHEe Ha OTTOBOPA B Pe3yNTAT HA MHTepQEepUpAILNTe BELIECTBA, HAMMpALIM Ce B eKCTPAKTa OT npobara. MamepeHata
KOHIIEHTpauyst Ha mpobara ¢ mobaseH pedepeHTeH MaTepyar ce CPABHsIBA ChC CyMaTa OT KOHIEHTPALMATA Ha eKCTPaKTa
0e3 mobaBKa IUTIOC KOHIEHTPALMATA Ha N00aBKata. AKO TasM M3MePeHAa KOHLEHTpAlMs € MO-HUCKA OT M3UMCIIeHaTa
(cymapHaTa) KOHLIEHTpauys ¢ moseye OT 25 %, TOBA € M0Ka3aTell 3a NMOTEHUMANIHO MOTVUCKAHEe HA CUTHAJA M ChOTBETHATA
npoba Tps6Ba 1a Gbie MOMIOXeHA Ha aHanu3 3a moTBbpxnasane upe3s GC-HRMS. Pesynrature Tpsi6Ba na ce Habnronasat
TIOCPEICTBOM [Marpami 32 KOHTPOIT Ha KauecTBOTO.

KOHTPOH Ha Kaye€CTBOTO Ha 1'[p06]/[, CBOTBETCTBAIIN HA U3UCKBAHUATA

B 3aBucuMoct ot MaTpuyHata npoGa u omuTta Ha abopatopusita mpuOnMauTenHo Mexiy 2 u 10 % ot mpobute, KOUTO
CHOTBETCTBAT Ha M3MCKBAHMSATA, TPsiOBa ja Gbnat norebpreHn upes GC-HRMS.
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5.7.6.  Omnpenensne Ha Jefla Ha TPELIHNMTE PE3YTITaTy 3a CbOTBETCTBME Bb3 OCHOBA Ha IAHHNUTE OT KOHTPOIIA Ha KaueCTBOTO:

Orpenenst ce memsT Ha (alIMBUTE PE3YNTATY 3a CHOTBETCTBME IPM CKPUHMHT Ha NPoOM ION M Hall MAKCUMAJIHO
JIOMyCTMMOTO KOMMYECTBO WM mpara. [IeiiCTBUTENHMSAT [T Ha (aliyBuTe Pe3ynTaTy 3a ChOTBETCTBME TPsibBa Ma Obie
ol 5 %. Korato ot KOHTpoNa Ha KauecTBOTO Ha CHOTBETCTBALIMTE MPoOM ObIAT monmydyery MuHMUMYM 20 NOTBbPICHU
pesyiTaTa 3a BCKA MATPULA[TPyIIa MATPULNM, Bb3 OCHOBA Ha Tasyu 0a3a JAHHM Ce IPABST 3aKIIOYEHNsS] OTHOCHO MIena Ha
danmumpuTe pesynTati Ha ChOTBETCTBME. Pesynrarture oT mpobu ¢ IMana3oH Ha KOHLEHTPALMSTA HALpUMep 1O 2 MbTH
MAaKCHMAITHO [IOIYCTUMOTO KOMIMYECTBO, aHAIIM3MPAHU TIPU KPBrOBY M3CTIEHBAHMS MIV TIPY VHLMIEHTU ChC 3aMbpPCSIBAHE,
ChIIO MOrar fa ObmaT BKIIOUeHM B MuHMMyMa or 20 pesynTata 3a OLEHKA HA [ena Ha (aiumBUTe Pe3ylTaTd Ha
cpotercTBue. TIpobute TpsibBa N1a OOXBALUAT HAJi-4ecTO CPELIAHMTE MONENM HA KOHTEHEPM, KOMTO MpEICTABIsIBAT
PA3MMYHY M3TOYHMIIN.

BobIipeku ue LenTa Ha CKPUHMHI aHaimu3uTe TpsibBa 1a Obiie Mpemyt BCUYKO OTKPUBAHETO Ha NMPOOM, B KOUTO € HAIBUIIEH
IIParbT, KPUTEPUSIT 33 ONpeNeNsiHe Ha MIena Ha (aiiyBuTe PE3yNTaTy 3a CHOTBETCTBME € MAKCHMAIHO HOMYCTMMOTO
KOTIMYECTBO, KaTo Ce OTYMTA PasUIpeHaTa HeONpPENeTIeHOCT Ha M3MEPBAHETO Ha METOMA 3a IIOTBbPXKIEHMeE.

5.7.7.  TlpoGute cbc CbMHEHME 3a HECHOTBETCTBIE IIPEMBHL] PE3yIITATUTE, TOJYUEHN) IPU CKPUHIHIA, BUHATH Ce IIPOBEPSIBAT upe3
ITBIICH TIOBTOPEH aHAIIN3 HA OPUIMHANHATA IP00a Upe3 MeTON 3a MoTBbpKIeHye. Te3u Ipobu Morat ga GbIaT M3MON3BAHY
ChUIO TAKA 3a OLCHKA Ha [eia Ha (alMBUTE DE3yNTaTM 3a HECHOTBETCTBHME. [IpM CKPMHMHI METOOMTE IeNTbT Ha
danmuyBuTe pesynTaTyt 32 HeCOTBETCTBHE € YACTTa OT PE3yNITATHTE, IOTBbPIEHI KATO COTBETCTBALLM Ype3 OTBbPIMTEIIEH
aHanu3, KaTo IIpU MpeIMIIieH CKPYHMHT 33 1pobara ca OuiM YCTAHOBEHM ChbMHEHMS 33 HechoTBeTcTBMe. OlieHKaTa Ha
TOII3UTE OT CKPMHUHI MeTONA Tpsi0Ba [a ce OCHOBABA HA CPaBHEHME Ha MpoOuTe ¢ QauIMBO HECHOTBETCTBME € OOLINS
Opoit Ha mpoepeHnte mpobu. ToBa ChOTHOLICHME TPSAOBA Ia Oble MOCTATHYHO HMCKO, 33 [a MOXKE M3ION3BAHETO Ha
CKPUHMHT MeTOa 12 Gbje OT monsa.

5.7.8. Ilpu BanmmupaHeto OMOAHAIMTUYHMTE METONM TPsAOBA 14 MpEIOCTABAT BalMIHA MHOMKAuMsi 3a HuBOTO Ha TEQ,
V3UMCTIEHO ¥ M3paseHo Kato BEQ.

OcBeH TOBa npn GVOaHATIUTIYHITE METOoOM, NnpuiaraHn B yCJIOBMS Ha NOBTOPAEMOCT, B'preIlIHOHa60paTOpHOTO RSD,
OOVMKHOBEHO € NO-MaJIKO OT RSDg B yCioBus Ha Bb3IPON3BOOVMOCT.

6. CrieunduuHM M3MCKBaHNS 10 OTHOLIeHMe Ha MeToauTe GC-MS, KouTo Tps6Ba 1a GbOAT M3ITbIIHEHM 3a IIeIUTe
Ha CKPMHMHIA WIIM NIOTBBPKIEHNETO

6.1. IMpuemausu pasauru medy 20pHoZpaHuuRuUmMe U 00AHOZpaHuunume pesyamamu 3a WHO-TEQ

Pasnukata Mexty rOpHOrpaHMYHOTO M JJONHOTPAaHNYHOTO HMBO He Hampyinasa 20 % 3a MOTBLPKIEHNE HA HAABUIIABAHETO
Ha MaKCUMAITHO IOMYCTMMOTO KOIMYECTBO MITM TPY HEOOXOMMMOCT, Ha IIpara.

6.2. Konmpon va anarumuunug dobus

6.2.1.  3apma ce BaMMpa aHATMTHYHATA POLIEAYPA, OLIe B CAMOTO HAYallo Ha AHATUTUYHIS METON, HarpuMep Ipemyt dasara Ha
excTpakuys, ce no6assT BbrpewmHn crangapru 3a PCDD/PCDF, mapkupanu ¢ PC u 3amectenn ¢ xmop Ha 2,3,7,8
TNO3MIMS, KAKTO M BBTPELIHM CTAHIAPTH 3a NMokcuHonopobuu PCB, Mapkuparu ¢ C. JJobassi ce Haii-Manko emyH
KOHIEHEp 32 BCSIKA OT TeTpa- 10 OKTaX/opypaHute XoMooxkHu rpymu 3a PCDD/PCDF u Haii-Manko enuH KOHIeHep 3a
BCSIKA OT XOMOIIOXHMTE TIPymy 3a IMOKcuHomomoOuute PCB (Mrmm Hajl-Manko emvH KOHreHep 3a BCsika m3bpaHa
JioHO3amucBama GyHKIMS IPY MaccreKTpoMerpusita 3a HaOmonerye Ha PCDD/PCDF u mmokcutonono6un PCB). ITpu
METOIMTE 33 MOTBBPXKICHME CE M3ION3BAT BCHukyM 17 BbrpemHn cranmapra 3a PCDD/PCDF, mapkupann ¢ *C u
3aMmecTeHy Ha 2,3,7,8 moauiys, 1 BCuKy 12 BHTpelIHNM CTaHIApTa 3a uokcuuonogodxn PCB, mapkupany ¢ VC.

6.2.2.  3a KOHreHepwTe, 32 KOMTO He ce N0oOaBs MapkupaH ¢ C aHanor, cbio TpsiGBa I1a ce ONMPETeNST OTHOCHTEITHUTE
KOEeQULIEHTH Ha OTIOBOP Upe3 M3MOI3BaHe Ha ONXOMSIIY KanuOpypanm pasTBopi.

6.2.3.  3a {ypaxu OT pacTUTENeH MPOM3XON M (ypaxim OT KMBOTMHCKM IMPOM3XOT ChC ChIbpXKaHME HA Ma3HuHM mog 10 %
00aBSHETO Ha BBTPELIHNMTE CTAHIAPTH TPsiOBa 3aIBIKUTENHO [a Ce V3BBPLIM NPElM eKCTPaKUMsTa. 3a ¢ypaxu oT
KMBOTMHCKM TIPOM3XON ChC ChIbPKaHMe Ha Ma3HMHY Hax 10 % BHTPELIHUTE CTAHOAPTH Ce HOOABSIT WM IIPEMM, MU CTIeN
eKCTpakiysITa Ha MasHuHmre. EQuKacHOCTTa Ha ekcTpakumsra TpsiOBa fa Gboe BamMAMpaHa MO MONXOMSUI HAYMH B
3aBMCUMOCT OT €Tarla, Ha KOITo ca 6y 100aBeHy BbTPELIHITe CTaHIapTHL.

6.2.4.  Tpenn aHamuza ¢ GC-MS ce mpuGast 1 wmm 2 cTaHOapTa 32 aHATUTUYHKS TOOUB (Cyporar).
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6.3.

6.4.
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M3ncka ce fa ce M3BBPIIBA KOHTPON Ha aHAIMTHMYHMS H06uB. [Ipu MeTommre 3a MOTBBPXKIEHME CTOMHOCTUTE Ha
aHATIMTUYHMS OOVB 3a OTHENHNMTE BBTPELIHN CTAHIApTH TpsibBa aa Obaar B uHTepBana ot 60 go 120 %. Homycrumu ca
TO-HICKY WUV TIO-BYCOKY TIPOLIEHTU HA aHAIMTUYEH TOOMB 3a OTHENHM KOHIEHEPH, TO-CIICLMANHO OIPeMeNeHN XelTa- 1
OKTAXJIOpUpPaHy IMOEH30-P-IMOKCUHM ¥ [MOEH30QypaHu, IpM YCIOBUE Ye YYacTHETO MM B croitHOcTTa Ha TEQ He
HamxBbpis 10 % or obmara croitHoct Ha TEQ (ma Gasa cymara or PCDD/PCDF n mmokcuzonogoGuure PCB). 3a
cKpyHUHT MetoauTe GC-MS aHanuTMYHMAT 10OMB TPsiOBa a e B ManasoHa oT 30 no 140 %.

Omcmpanasare Ha URMepPepupausl seujecmea

— Ormnensiero Ha PCDD/PCDF ot mHTepepupaliute XJIOPUpaHU ChelMHEHNs Kato HemmokcuHononoOuu PCB u
XTIOpMpaHy IMQEHMITOBU €TepU Ce M3BBPIIBA Upe3 MOIXOMSIIM XPOMATOTPAPCKM TEXHMKM (3a MPEHIOYMTAHE C
dropususioa, anyMuHueBa /WK BBITICPOIHA KOIOHA).

— OtaensHeTo Ha M30MepUTE Upe3 rasoBa xpomarorpaus Tpsaésa ga Obme < 25 % OT IMK [0 MUK MEXIY
1,2,3,4,7,8-HxCDF n 1,2,3,6,7,8-HxCDF.

Kanubpupane upes crmandapmua rpusa

O6xBaTbT Ha KanmuOpauuoHHATa KpyBa TpsiOBa Ia IOKPMBA CHOTBETHMS HMANA30H HA MAKCUMATIHO [OMyCTHMMUTE
KOJINYECTBA MIIM paroseTe.

Cneyuduunu Rpumepuu no omHoleHue Ha Memoodure 3a NOMBBPKRIeHUE
— 3a GC-HRMS:

ITpn HRMS 06MKHOBEHO pa3menuTeHaTa CIOCOOHOCT € Mo-TojisiMa Myt pasHa Ha 10 000 3a wenms MacoB 06XBat mpu
MyHUMYM 10 %.

VI3mrbiHeHMe Ha APYTM KPUTEPUM 3a MICHTUQUIMpAHE U NOTBHPXKIABAHE, OMMCAHM B MEXIYHAPONHO IPU3HATH
craunapTy, Hanpuwmep B cranmapt EN 16215:2012 (Qypaxku — Onpeniensne Ha AMOKCHHM, MOKCHH-Tono6Hn PCBs
u Ha nummkatopan PCBs upe3s GC/HRMS) n/u B nocrenHata pemakums Ha Merom EPA 1613 n 1668.

— 3a GC-MS|MS:

MOHMTOPHHT Ha Hali-Mako 2 creundyuyHM JOHA IPEKyPCOpH, BCEKM OT KOMTO C elMH CIielMaleH foH Ha IpeXofeH
TIPOIYKT, 33 BCMUKM MAPKMPAHY 1 HEMAPKVMPAHM aHATINTH, IPEAMET Ha aHAIN3a.

MakcumarneH paspeliieH TONepPaHC Ha OTHOCUTEITHITE MHTEH3UTET) Ha JIOHa OT + 15 % 3a m30paHy FIOHM Ha IPeXomeH
IIPOAYKT B CPAaBHEHUE C M3UMUCIICHUTE WM M3MEPEHNUTE CTOMHOCTH (CPEHO OT KajMOpalMOHHUTE CTAHIAPTH), pY
npuarase Ha MIEHTUYHM ycroBus MS/MS, u mo-crermanHo eHeprust Ha cOTbChKa M HamsraHe Ha rasa npu cOmbcbka
3a BCEKM TIPEXO]l Ha JalleH aHaJuT.

Paznenurennara CIIOCOOHOCT 3a BCEKM KBampymoI ce HaCTpOI?IBa Ha no—n06pa VI paBHA Ha pasmenmrenHaTa
CIIOCOOHOCT Ha €OMHNYHaTa Maca (paanenMTenHa CocobHOCT Ha COMHMNYHATa Maca: TOCTaTbUHa pasferMTeIIHa
CHOCO6HOCT, KOATO [a OTHENM €OVH OT OpYT [1Ba BbpXa Ha €IHA Macosa eIII/lHI/ILla), 3a [1a ce CBemar no MUHUMYM
I/IHTep(l)epeH].lI/I]/[Te BbPXY aHAJIIMTUTE OT 3HAYCHMUE.

J3nbiHeHMe Ha JpyrMTe KpUTEpUM, ONMCAHM B MEXIYHAPONHO NPU3HATYM CTAHNAPTY, HANPUMEP B CTaHOApT
EN 16215:2012 (Qypaxu. Onpenensive Ha IMOKCMHM, TUOKCHH-TIONOOHM PCBs u Ha wmHmmkatopHu PCBs
upe3 GC/HRMS) n/unu B nocnensara pegakumst Ha meroyt EPA 1613 n 1668, ¢ uskiioueHne Ha 3ab/IKEHUETO 33
usnonseane Ha GC-HRMS.

CHEIUPUYIHU U3UCKBAHUSA MO OTHOIIEHUE HA BUOAHATIUTUMHUTE METOIU

BbroaHanmmTMUHNUTE METOIM Ca METOIM, OCHOBAHM Ha M3IIOJI3BAHETO Ha GuonormuHm MPUHINIIN KaTO KIIETbYHN aHAIIN3Y,
peuenTopHy aHanM3y Wiy MMyHOaHaJIM3N. B HacrosimiaTa TOuka ce YCTaHOBABAT M3MCKBAHMATA 110 OTHOLICHME Ha
GoaHaIUTIYHNTE METOOM KaTO LIAJIO.

Ilo mpyHLMI Py CKPMHVMHI MeTONA fajieHa mpoba ce Kmacuuippa KaTo ChOTBETCTBAIIA NMPoba Wi KaTo mpoda Chbe
CbMHEHJE 33 HEChOTBETCTBME. 3a Ta3M LT M3uMcIeHoTo HyBo Ha BEQ ce cpaBHsBa ¢ rpaHMyYHATa CTOMHOCT (BX. TOYKA
7.3). TpobuTe Cbe CTOMHOCT MO IPAHMYHATA Ce ONMPENENAT KATO ChOTBETCTBALIM, a 32 MPOOMTE ChC CTOMHOCT, paBHA Ha
TpaHMYHATA VUM HaJl Hed, VIMa ChbMHEHME 33 HECHOTBETCTBME VM CE HAllara aHa/M3 upe3 METON 3a MOTBbpXHeHme. Ha
npakTyka HuBo Ha BEQ, Koeto oTroBaps Ha 23 OT MAakKCHMAHO HOMYCTMMOTO KOIMYECTBO, MOXE [id IOCIYXHU KaTo
IPaHIYHA CTOMHOCT, IPY YCIIOBME Ue € OCUTYPEH IsUT Ha GaNuiBUTE PE3YNITATY 32 CHOTBETCTBIE MO 5 % M PUEMIINB [ISUT
Ha QaniumBuTe Pe3ynTaTy 3a HECHOTBETCTBYE. [Py pasmuuHM MakcuManHo momyctumy Kommuectsa 328 PCDD/PCDF u 3a
cymara or PCDD/PCDF u nnoxcnnonopgobumre PCB mpoBepkara Ha ChOTBETCTBUETO Ha Ipobu Oe3 pasmerisHe Ha 4acTy
M3NCKBa OMOAHATIM3BT [1a MMa MOIXOMALIN rpaHuyny croiiHocty 33 PCDD/PCDF. 3a rpaHyyHa CTOHOCT Ipy IpoBepKara
Ha pobuTe, KOMTO HAJIBMIIABAT IIPArOBETe, MOXKE [1a MOCTYKH MOIXOMSLL [IPOLEHT OT ChOTBETHMS IpAT.
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AKO OpUEHTMPOBBYHOTO HNBO € ¥3paseHo B BEQ, pesynrarure 3a mpobure cremsa ma 6bIaT B paMKuTe Ha pabOTHMSA
06XBaT 1 [1a PEBMIIABAT IPAHMIIATA HA OTUNTaHe (BX. Touku 7.1.1 u 7.1.6).

7.1. OueHra Ha 0M2080pa HA U3CAEO8AHEMO

7.1.1. O6wmu u3uckBaHus

— [lpy u3umcrIsBaHe Ha KOHLEHTpaimuTe OT KammbpammonHa kpusa 3a TCDD crofiHOCTMTE BB BMCOKATa YacT Ha
KpUBaTa I [OKa3BaT BMCOKA Bapuaums (BUCcOK KoeduuueHt Ha Bapuarusi (CV)). PaGoruusr obxsar e obrnacrra, B
kostto CV e o 15 %. [JonHara rpannia Ha paGoTHus 06xBar (rpaHnuata Ha oTunTaHe) TpsibBa mna Obge 3amajeHa Ha
HMBO MOHE TPY ITHTM HAJl PABHMUIETO NPY MPOLEAypuTe C npasHu npobu. [opHata rpaHuua Ha paboTHMs 06XBar
o6uKHOBeHO ce mpexcrasst upes croitHocT ECro (70 % or MakcuMmanHa eeKTHBHA KOHLEHTPALMs), HO C IO-HICKa
croiiHoct, ako B To3u oOxBar CV e Hag 15 %. PaborHmst o6xBar ce ompefmerns MO Bpeme Ha BalMOMPAHETO.
T'paHyMyHNUTE CTOMHOCTM (BXK. TOUKA 7.3) Tpsi6Ba 3aIbIIKUTENHO 1 ObIAT B paMKuTe Ha paboTHMS 0OXBAT.

— 3a CTaHmapTHMTE Pa3TBOPY M EKCTPAKTMTE OT IPoOM Ce MPOBEXKIAT TPY MIM MOHE [Ba aHa;mu3a. [Ipy moBTOpHMTE
QHANVM3M CTAHOAPTHUST PAasTBOP MIM KOHTPONHMAT EKCTPAKT, M3CIENBAHM B MEXIY UeTMPU M LIECT SIMKI,
pasnpenesieHn BbpXy J1abOpaTOpHaTa IUTAKa, NABAT OTTOBOP MM KOHLEHTpAUMs (Bb3MOXKHO CaMO B PaMKuTe Ha
paborHust 0bxsar) Ha 6aza CV < 15 %.

7.1.2.  Kanubpupane

7.1.2.1. Kanubpupate upe3 craHgapTHa Kpusa

— Husara B nipobuTe ce OLEHSBAT upe3 CPABHSIBAHE HA OTTOBOpA Ha M3CIeNBaHeTo ¢ KanybpauyoHHa kpyusa Ha TCDD
(mt PCB 126 v cranmapraa cvec ot PCDD/PCDF/mmoxcnuonono6un PCB), 3a ga ce m3umcnn Husoto Ha BEQ B
€KCTPAKTa, a CIIe[l TOBA ¥ B Ipobara.

— Kanubpaumonsure kpusy chobpxar 8 g0 12 KOHIEHTpaumu (OHe NPV NOBTOPHUTE aHATM3M) C OCTATHYHO
KOHIIEHTPALMY B MOJNIHATA YacT Ha Kpusata (paboTHms o6xBat). TpsiGa ma ce oObpHe CIELMANHO BHUMAHME Ha
KAueCTBOTO Ha CHOTBETCTBMETO HA KPUMBATA CIPAMO paborHus o6xsar. [Ipy oleHKaTa Ha CTENEHTa HAa ChOTBETCTBHUE
Iy HeNMHelTHa perpecust cToitHoCTTa R? KaTo TakaBa MMa MAJko WM HUKAKBO 3HaueHue. [10-TONsIMO ChOTBETCTBHE
ce MOCTUra upe3 CBeXMNAHe 10 MUHMMYM Ha PasiMKaTa MeXIy M3uMCIeHuTe U HabIogaBaHuTe HuBa B pabOTHMS
00XBAT Ha KPVBATA, HALIPUMEP UYpe3 CBEKIAHE 10 MUHUMYM Ha c60pa OT KBaJIpaTiTe HA OCTATHLIATE.

— BrocnencTBue OLEHEHOTO HMBO B €KCTPakTa oT mpobata ce Kopurupa 3a HuBoto Ha BEQ, m3uncrieHo 3a Matpuua mu
Tpa3Ha mpo0a pa3TBOPUTEN (33 JIa Ce B3eMAT NPENBUI IPUMECHTE OT U3IO3BAHMUTE PA3TBOPUTEIIN U XMMUKAIIH), KAKTO
¥ 32 EKCIIEPUMEHTAIHO M3MEPEHNs aHATMTIYeH T00MB (M3umcreHo ot HuBoTo Ha BEQ Ha momxomsum pedepeHTHM
npoby ¢ NpeACTABUTENHM MOJENM Ha KOHIeHepa OKONO MaKCHMAITHO HOIYCTMMOTO KONMYECTBO WM Ipara). 3a
M3BbPLIBAHE HA KOPEKLWS 3 AHATUTUYEH TOOMB eKCIIEPUMEHTAIIHO M3MEPEHNMAT aHanmuTiYeH 106uB Tpsi6Ba 1a Obie B
pamkuTe Ha HeoGxomymust 00xBar (BX. Touka 7.1.4.). PedepentHure mpobu, KOMTO ce M3MOM3BAT 33 KOPEKLMS 33
aHaTMTHYeH TO6MB, CIIe[iBa [1a OTIOBAPAT Ha M3MCKBAHWATA, IOCOYCHH B TOUKa 7.2.

7.1.2.2. Kanmubpupane ¢ pedepertHy npobu

Kato anrepHaTiBa MOXe Ha ce M3MON3Ba Ka/mMOpauMOHHA KPUBA, ChCTABEHA Bb3 OCHOBA HA TOHE YETMPU pedepeHTHN
npobu (BxX. Touka 7.2.4): eHa Ipa3Ha poba OT MaTpULA IUTIOC TPU pedepeHTHN pobu cbe croitHoct 0,5, 1 1 2 mbtn
HMBOTO HAa MAKCHMAITHO [ONYCTHMOTO KOIIMYECTBO WMIIM IIpara), KaTo Taka He ce Halara KOpEeKLysi 3a MpasHa mpo0a u 3a
aHanuTHYeH TOOMB, aKO CBOJICTBATA HA MAaTpuuATa Ha pedepeHTHUTE MPOOM CHOTBETCTBAT HA Te3U HA HEV3BECTHITE
npobut. B To31 criyuait OTTOBOPBT Ha M3CIENBAHETO, CHOTBETCTBAL Ha 2/3 OT MAKCUMAJIHO [IOIYCTHMOTO KOJIMYECTBO (BXK.
TouKa 7.3), MOXKe [1a O'bie M3UNMCIIeH MPSIKO OT Te3y Mpobu 1 fa Oble M3MOM3BAH KATO IPAHMUHA CTOMHOCT. 3 IPaHMYHA
CTOIHOCT TPY NPOBepKaTa Ha Mpo6uTe, KOUTO HANBUIIABAT NPAroBeTe, Ce M3MON3Ba MONXOMSIL IPOLEHT OT Te3M IParoBe.

7.1.3.  Ornpenso onpenensiie Ha PCDD[PCDF u nuokcunonono6uure PCB

Excrpakrite Morar fia 6biat pasnenenu Ha yactit, chispxauyt PCDD/PCDF u nuokcnsonono6uu PCB, koeto nossonsisa
oruytaHe Ha HuBata Ha TEQ (u3paserm kato BEQ) moormenno 3a PCDD/PCDF u 3a mmokcuuononobunte PCB. 3a
TMPEINOYNTAHE € JIa Ce M3ION3BA KanubpaiyoHHa Kpusa cbe ctaHmapt PCB 126 mpu oueHKata Ha pesylTaTuTe 3a YacTTa,
KOSITO ChIbpxKa IuokcuHononoOuu PCB.
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7.3.

ExcnepuMeHTanHo M3MepeHy aHANUTUYHY [0OUBY mpy 6roaHaTn3

,EKCIepUMEHTAITHO M3MEPEHMST aHaIIUTHYeH T00VB Npy 6MoaHaNu3“ ce M3UMCIISIBA OT MOAXOMSIIM pedepeHTHI Ipodu ¢
TIPEACTAaBUTENHM MOJENM Ha KOHTEHEPU OKONIO MAaKCMMAITHO HOIYCTUMOTO KONMYECTBO MIM TIpara M ce u3passiBa KaTo
npoueHT oT H1BOTO Ha BEQ crpsimo HuBoto Ha TEQ. B 3aBmcmMoct oT Buma Ha aHanmsa u Ha msnomnssanute TEF (1)
pasmmkute Mexmy pakropute TEF u REP 3a mmokcusononoOuute PCB Morar fia TOBETAT 10 HUCKM €KCIIEPUMEHTAITHO
M3MEpEHN aHATMTHYHM 1o6MBKM 3a muokcuHononobuute PCB B cpasrene ¢ PCDD/PCDF. Crnemosarento, ako ce
u3BbpiIBa oTHeNHO ompenesiHe Ha PCDD/PCDF n Ha mmokcuuonopo6Hute PCB, ekcrepiMeHTanHO M3MepeHMsT
aHaymMTIYeH [o6uB mpy Groananu3 e: 3a muokcmHonogobuu PCB — or 20 go 60 %, 3a PCDD/PCDF — or 50 no
130 % (nurepsanute ce mpuarar 3a kanuOpaumonHara kpusa 3a TCDD). Toit kato memsT Ha muokcuHononoOxute PCB B
cymara or PCDD/PCDF u mmokcunonopoGun PCB Moxke [a Bapupa MeXMy pasiMuHMTe MaTpuuy u mpoou,
€KCIIEPUMEHTAITHO M3MEPEHNMAT aHaIMTHUeH 1o0mB npu Omoananmus 3a cymara ot PCDD/PCDF n mokcnHonono6uu PCB
OTpa3ssiBa Te3u pasmyku u TpsioBa na Owme Mexmy 30 % u 130 %. Besiko oTpakeHye Ha npepasrileflaHuTe B 3HAUMTENIHA
creneH croitnoctyt Ha TEF BbpXy 3akoHomarencrsoro Ha Cbrosa, cebpsaHo ¢ PCDD/PCDF u mmokcunonono6Hute PCB,
V3VCKBA MpepasIiieXIaHe Ha Te3M MHTEpPBATIL.

KOHTpOH Ha aHAJIUTUUYHUA ]106I/IB npu npeuynucrpaHe

3arybara Ha CheTMHEHIS 110 BpeMe Ha IpeurcTBaneTo Tpsibea ma Gbme mposepeHa mpy Bamiampareto. [IpasHa mpoba, KeM
KOSITO € T00aBeHa cMec OT Pa3NMUYHKTe KOHTEHepH, e MOJIara Ha peumcTBaHe (Hail-Manko n = 3), a aHAMUTUYHUAT 106MB
¥ BapuaLumTe Ce IPOBEPSIBAT UPe3 METON 32 OTBbPKIEHNeE. AHATIMTUYHMST N0OUB TpsiOBa na Obae Mexmy 60 % u 120 %
0co0eHO 3a KOHTeHepy, umiiTo sl B HuBoTo Ha TEQ B pasmmunnm cvecn e Hag 10 %.

FpaHl/Iua Ha OTUUTAHE

Ipn oruntane Ha paBHumata Ha BEQ rpaHmnara Ha oT4mMTaHe Ce OMPENENst OT CHOTBETHUTE MATPUYHM MPOOM, KOUTO
BKJTIOYBAT TUIMYHYM MOMETM HAa KOHIEHepM, a He OT KanuOpaluMOHHATa KpMBAa HA CTAHOApTMTE NOpamy HMCKATa
NPEUM3HOCT B [IOJIHATA 4acT Ha KpMBaTa. B3ema ce IIpelBUI BB3[IECTBMETO Ha €KCTPaKLMATA M Ha IHPEUMCTBAHETO.
T'paHiiaTa Ha OTIMTAHE CE YCTAHOBSIBA [IOHE TP ITbTY HAIl HMBOTO IIPH MPOLIEAYPUTE C IPA3HU MPOOH.

V3nonsgane Ha pedpepenmnu npobu

PedepentruTe MPOOM MpENCTABISBAT MATPUYHM IPOOM, MOJENM Ha KOHIEHepYM M MMANA30HM HA KOHLEHTpaLs
3a PCDD/PCDF u mmokcutonono6Hn PCB 0K0I0 MAKCMMAJTHO JOIYCTHMOTO KOJIMUECTBO JITH IIpara.

BbB BCsiKa cepusi OT M3MUTBAHMS Ce BKITIOYBA NPa3Ha mpoba OT MaTpuIia, a KOraTo TOBA HE € Bb3MOKHO — INPOLEAypa C
npasHa mpoba, KakTo i pedepeHTHa mpoba ¢ HUBO, PABHO HA MAKCYUMAJIHO IOMYCTUMOTO KOJIMYECTBO YK Ha mpara. Tesu
npobu ce MOANaraT Ha eKCTPAKIMst M Ce M3CIEHBAT O eHO U ChIIO BpeMme MpY eIHAKBM ycrnoBus. PedepentHata mpoba
ClienBa J1a MOKaXe MHOTO MO-iceH OTIOBOP B CpaBHEHME C IpasHaTa NMpoba, KaTo IO TO3M HAUMH Ce TapaHTUpa
IIPUTOTHOCTTA Ha M3NUTBaHeTo. Tean Ipodu MOTaT [1a ce M3MOJ3BAT 32 KOPEKLYLSI 3a IPa3Ha Ipoba i 3a aHAIMUTIYCH TOOUB.

PedepentHuTe mPoOM, KOUTO ca M30paHU 3a KOPEKUMs 33 AHATMTHYEH 1OOMB, TPsAOBA fa GBIAT MPENCTABUTENHU IO
OTHOLLEHME Ha IPOOUTE 33 U3NUTBAHE, KOETO O3HAYABA, Ue MOLIEIIMTE HAa KOHIEHEPUTE He MOXKE [d BOIAT [0 [OILEHsABAHE
Ha HMBaTa.

Ilpy KOHTpONa HA MAKCUMAIIHO JONYCTUMOTO KOIIMYECTBO MIIM IIpara MOTAT [ Ce BKIIIOYAT HOIBIIHUTENIHN pedepeHTHI
npobu cbe croitHocti Hanpymep 0,5 M 2 ITBTH CTOHOCTTAa HA MAKCUMAIIHO JOMYCTMMOTO KOMMYECTBO MM TPAra ¢ Liel
YCTaHOBsBaHe e(eKTUBHOCTTA HA M3IUTBAHETO B MHTePBaIIa OT 3HadeHue. ChueTanu, Te3u Npoby MOraT 1a e M3IMON3BAT 3a
M3UMCIsIBAHE Ha paBHuiIata Ha BEQ B npobure 3a m3nurBaHe (BX. Touka 7.1.2.2).

Onpedengtie Ha ZpaHuUHL CMOUHOCMU

YcTaHOBsBa Ce BpPB3KAaTa MeXIy OMOAHANMMTMUHMTE pe3ynrtaty, u3paseHu B BEQ, um pesynratmre or merommre 3a
noTBbpxKeHNe, upasery B TEQ, HampyuMep upe3 KanuOpaLMOHHN eKCIIePUMEHTH, IIPU KOUTO Ce OTYMTA BIMSHUETO HA
MaTpUIaTa BHPXY KanuOpalMOHHMTE NPABY ¥ KOMTO BKIOUBAT pedepeHTHM mpobm ¢ mobaska 0, 0,5, 1 u 2 memn
MAaKCYMaITHO TOMYCTMMOTO KOJIMUECTBO C 6 MOBTOpeHMs Ha BCSAKO HuBo (n = 24). Koeduumenture 3a Kopekims (3a
npasHa npoba ¥ 3a aHaMTIYeH TOOMB) MOTaT 1a OBIAT OLEHEHM Bb3 OCHOBA HA [OCOUEHATa BPb3Ka, HO Te TpsibBa da
ObIar poBepsIBAHM B COTBETCTBHE C TOUKA 7.2.2.

(") Hacrosure usncksanus ce 6asupar Ha TEF, ny6rukysaru B: M. Van den Berg et al, Toxicol Sci 93 (2), 223-241 (2006).
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T'paHMYHNTE CTOMHOCTI Ce YCTAHOBSIBAT C OITIEN B3eMaHe Ha pellieHe 33 ChOTBETCTBUETO Ha MPOGUTE CIIPSIMO MAKCHUMAITHO
IIOIYCTUMMTE KOJIMUECTBA MIIM 33 KOHTPO Ha IIParoBeTe, aKo € OT 3HaUEHME, KaTO ChOTBETHUTE MAKCYMAIIHO HOIYCTUMM
KONMYECTBA MIM TIparoBe ce 3amasat mimyt mootmenso 3a PCDD/PCDF u 3a mmokcnHonomoGuute PCB, wmm 3a cymara
or PCDD/PCDF u mmokcusonomoGuute PCB. Tesu CTOMHOCTM ca MpemcTaBeHM upe3 0oAHama KpajiHa TOuKa Ha
pasmpenesieHneTo Ha OMOAHANMTHYHMTE pe3ynTaTy (KOPUTMpaHM 33 [pasHa npoba M 3a aHAIMTHUYEH [00MB),
CHOTBETCTBAllA Ha KPWUTMYHATA IPaHMLA NPM METOHA 33 IOTBbPXKIEHME BL3 OCHOBA Ha 95-IPOLEHTHA HOBEPUTENHA
BEPOSITHOCT, KOETO INpEIoNara NpOLEHT Ha (aluyuBuTe Pe3yNTaTi 3a ChOTBETCTBUE < 5 %, u mpu RSDp < 25 %
Kputnunara rpanuia nmpum MeToga 3a IOTBbPXKIEHME € MAaKCMMAIIHO JOIYCTUMOTO KOJIMYECTBO, KaTo ce OTYMTa
paslIMpeHaTa HEONPEHENEeHOCT Ha M3MEPBAHETO.

Tpanyunara croiioct (m3paseHa B BEQ) Moxe 1a Gblie M3umciieHa B CbOTBETCTBYE C HSIKOI OT IOIXOMIUTE, U3NOKEHN B
toukn 7.3.1., 7.3.2. u 7.3.3. (Bx. rpaduka 1).

7.3.1.  V3mom3saHe Ha doAHAMA TPaHNLA HA 9 5-TIPOLIEHTHIISI MHTEPBAIl Ha IPENBUKIAHE IPY KPUTHYHA TPAHNLA IPU METOIA 3a

NOTBbpKIEHNE
['panmuna croitnoct = BEQy, —8,, X t,n .\/1/n+1/m+ (x,-X)°/0,

KBIIETO:

BEQp. BEQ cbOoTBeTCTBa Ha KpUTMUHATA TPaHMLIA IIPY METOIA 3a NOTBBPKIEHME, KOATO NPEICTaBIABa
MaKCUMAJTHO MONMyCTMMOTO KOJIMYECTBO TIPM OTYMTAHE HA Pa3lIMpeHaTa HeOoNpemerieHOCT Ha
U3MEPBAHETO

Syx OCTaTbYHO CTAHHAPTHO OTKIIOHEHUE

taf=m2 koeduuveHt Ha CTIOIBHT (0 = 5 %, f = cTeneny Ha cBo6OMA, EMHOCTPAHHM)

m o611 6poit KammOpaLMOHHY TOUKM (MHIEKC j)

n Opoit IOBTOPEHMS Ha BCSKO HUBO

X; KOHIIEHTpaIyst Ha npobata (u3paseHa B TEQ) B kanuOpauyoHHa TOUKa i, ompemencHa upe3
METOJI 33 MIOTBBPXKIEHNE
CpefIHa CTOMHOCT Ha KOHIeHTpauyuTe (n3pazeHa B TEQ) Ha Bcmukm KanubpauyoHHu mpobu

X
Q. = ZFI (x, — %) IapamMeThbp 3a CyMaTa Ha KBa[IpaT, i = MHJIEKC 3a KanuOpalMOHHa TOuKa i

7.3.2.  VumcnsiBaHe Bb3 OCHOBA HA OMOAHATIMTMYHM pe3ynTaté (KOPUTMpAHM 3a IpasHa MpoOa M 3a aHAIUTHYEH OOMB) OT
MHOZKECTBO aHAMM3y Ha mpobu (n > 6), 3aMbpCeHN Ha HMBOTO Ha KPUTMYHATA TPAHMLA NPV METOIA 3a MOTBHPXKICHME,
Kato 0oAHAMA KpailHa TOUKa Ha pasmpefeNieHMeTo Ha JaHHUTE IIPY ChOTBETHATA OCPETHEHa CToiHOCT Ha BEQ:

I'pannyna croiiHocT = BEQ, — 1,64 X< SDy

KbETO:

SDg CTaHIAPTHO OTKJIOHEHNE Ha pe3ynTatute Ha Guoanammsa npy BEQp,, M3MepeHO B YCIOBMS Ha BBTPELIHOMNA-
60paTopHa Bb3IPOM3BOIUMOCT

7.3.3.  V3umcrnsiBare KaTo CpelHa CTOHOCT Ha OmoaHanmuTiuHM pe3ynraty (n3pasern B BEQ, kopurmpanu 3a npassa mpoba u 3a
aHaTMTHYeH NO6MB) OT MHOXKECTBO aHANM3M Ha mpobu (n > 6), 3aMbpceHM Ha HUBO 2/3 OT MaKCUMAIHO HOMYCTUMOTO
KOJIMYECTBO MIIM TIpara, Karo ce MMa IpedBu HaGMIONEHMETo, ue TOBA HMBO Lie GbIe OKONO rPAHMYHATA CTOMHOCT,
OIIpefIeNieHa ChINacHo Touka 7.3.1 wmm 7.3.2.

VsumcnisiBane Ha rpaHMYHM CTOMHOCTM Bb3 OCHOBA Ha 95-NpOlEHTHA HOBEPUTENIHA BEPOATHOCT, NIPU KOETO MENBT Ha
danmumsure pesynrary Ha choTBercTBUE € < 5 %, a RSDy € < 25 %:

1. or dosnama rpaHmuiia Ha 95-Hp0HeHTHI/IH VHTEpBAJl Ha MNPEOBMKOAHE IPM KpUTUYHATA IpaHMLA IIpy METOHA 3a
MOTBBPKICHNUE.

2. OT MHOXECTBO aHalmM3u Ha mpoOy (n > 6), 3aMbPCEHM HA HMBOTO HA KPUTMYHATA TPAHMIA NPYM METOmA 3a
TNOTBBP2KIICHNE, KATO 00/HAMA KpaiiHa TOYKAa Ha pasmpefelieHMETO Ha JaHHMTE (TpelcTaBeH Ha rpaduka 1 upes
KaMOaHOBMIHA KPUBA) TPV CHOTBETHATA OCPEMHEHA CTOMHOCT Ha BEQ.
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7.4.

7.4.1.

7.4.2.

7.4.3.

7.4.4.

7.4.5.
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Huso va  Makc.KputniaHa pegynramy or HRGC/HRMS (TEQ)
ASNCTBME  HWMBO TpaHuua

OI‘paHI/I‘lCHI/ISI 3a TpaHNYHUTE CTOVIHOCTYU

Tpannunute croitHocT Ha Gasa BEQ, komro ca usumcrieny ot RSDy, MOCTUIHATO 1O BpeMe Ha BATMIMPAHETO MPU
VM3IION3BaHe Ha OTpaHNueH Opoit PO ¢ pasmiyHM MOMIEM Ha MATpULMTe/KOHIEHEpUTe, MOTaT 1a OBIAT MO-BUCOKM OT
MaKCUMAJTHO JIONyCTMMMUTE KONMYecTBAa M mparosete Ha 6asa TEQ mopamyt mo-ronsMara MpeLM3HOCT B CPaBHEHME C
IOCTUTaHaTa [IPU PYTUHHY YCIOBYS, IIPU KOMTO TPsiOBA [a ce KOHTPONMPA HEU3BECTEH CIIEKThP OT BH3MOXKHI MOJIE/M Ha
KOHTeHepy. B TakyBa Ciyyan rpaHMuHNTe CTOMHOCTH e m3umcissat npu RSDg = 25 % wunw, 3a npennountaHe — Ha 2|3
OT MaKCMMAITHO IOMYCTMMOTO KOJIMYECTBO MM Hpara.

Xaparmepucmury 3a OYeHRA Ha ePeRMUBHOCTIMA

Toit KaTo NPy OMOAHATUTUYHMTE METOMM HE MOTAT [a Ce M3ION3BAT BHTPELIHN CTAHAAPTH, 3a [a Ce MOJy4aT NaHHMU 33
CTaHJAPTHOTO OTKIOHCHNME B PAMKUTE Ha M3MMTBAHMATA M MEXIY pPasTMUHMTE CEpUM MBIUTBAHMS, Ce M3BBPLIBAT
VM3IUTBAHNS 33 [TOBTOPSIEMOCT Ha OnoaHanuTiyuHuTe Metonu. [TosTopsieMoctTa Tpsibsa 1a Gbme mon 20 %, a BbTpelHomna-
OoparopHara BB3IpOM3BOAMMOCT — 101 25 %. ToBa ce Gasmpa Ha m3umcienure karo BEQ Husa crenm xopekumst 3a
npasHa npoba 1 3a aHaTMTIYeH TO0MB.

Karo wacr ot mpolieca Ha BaymmypaHe ClielBa Ia ce NOKaxe, Ye Ype3 M3CNENBAHETO Ce NOCTUIA PasTpaHMyYaBaHe MEXIy
Tpa3Ha mpoba ¥ HMBO, PABHO Ha IPAHMYHATA CTOMHOCT, KOETO MO3BOJISABA [1A Ce MIEHTUMUMPAT IPpoOuTe HAll CHOTBETHATA
TpaHM4Ha CTOMHOCT (BX. TouKa 7.1.2).

Onpefernsr ce LeneBuTe CheMMHEHNS, Bb3MOKHNUTE MHTEPPEPEHLMM, KAKTO M MAKCHMAIIHO JOMYCTMMUTE KOJMYECTBA B
npasHaTta mpoba.

TIpOLIEHTHOTO CTAHIAPTHO OTKIIOHEHUE B OTTOBOPA MIIM B KOHLIEHTPALMATA, M3UICIIEHA OT OTTOBOPA (BB3MOXKHO CaMo B
paboTHuMs 06XBAT) IIPU TPUKPATHO OIPENESIHE Ha eKCTPAKT OT Mpoba, He MOXKe Aa HAXBbpIst 15 %.

Hekopurupanute pesyrrati T pegepeHTHaTa/pedepeHTHITE MPoba/Ipodn, u3pasern B BEQ (mpasHa npoba u Ha HUBOTO
Ha MaKCUMAJHO [IOMyCTMMOTO KOIIMYECTBO WM HA [para), ce M3MOM3BAT 3a OLEHKA Ha eeKTMBHOCTTA Ha
OMOAHANUTUYHYS METOI CIPSIMO ITOCTOSIHEH IIEPYOIL OT BPEME.
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7.4.6.  3ama ce rapaHTMpa, 4e aHaIM3UTE Ce IPOBEXIAT B CHOTBETCTBIE C M3MCKBAHMATA, C€ PETVICTPUPAT U IIPOBEPsIBAT AMarpamu
34 KOHTPOJI Ha KauecTBOTO 34 MPOLIENypuTe C IpasHu mpoby, KAKTO U 3a BCeKM BUI pedepeHTHa po0a; 3a IpoLeypuTe
Ipa3Hy MpoOu MO-CIICLMAIHO TOBA Ce M3BbPILUBA [0 OTHOIICHME HA M3MCKBAHATA MMHMMAITHA PA3NMKa CIPSIMO HICKATa
4acT Ha paboTHMS O0XBAT, a 32 pegepeHTHITe IPOOK — 110 OTHOLIEHME Ha BHTPELIHONA00PaTOPHATA BB3IPOM3BOIMMOCT.
Tpowemypure ¢ mpasau mpoby ce KOHTPOIMPAT CTPUKTHO, 32 MIa ce M30erHaT GaniuuBy Pe3ynTaTi 33 COTBETCTBUE MPH
TpYCIIANAHEeTO.

7.4.7.  PesyntatuTe OT aHaIM3UTE Ype3 METONMTE 3a MOTBHPKICHME Ha IIPOOH, 32 KOUTO MMa ChbMHEHJE 32 HECHOTBETCTBUE, KAKTO
uHa 2 — 10 % OT ChOTBETCTBALUMTE HA M3MCKBaHMATA pobu (MuHMMYM 20 mpoOy 3a MaTpuua) ce ChOMpar u ce
V3IION3BAT 32 OLICHKA Ha eeKTMBHOCTTA Ha CKPMHMHT MeTona 1 Ha Bpb3kata Mexny BEQ u TEQ. Ta3u 6a3a maHHM Moxe
ma Oblle M3MON3BaHA 3a MOBTOPHATA OLIEHKA HA TPAHMYHUTE CTOMHOCTY, KOMTO Ce TPUIIATAT MPY PYTMHHUTE TIPoOM 3a
BalMIMpaHuTe MaTPULIL.

7.4.8.  EdmxacHOCTTa Ha MeTola MO3ke [1a Gblie TOKa3aHA ChLLO U Ype3 yuacTie B KPbroBy M3muTBaHs. Pesynrarute ot mpobure ¢
KOHLEHTpALVS HAaIpUMep IO 2 ITBTM MAKCHMAJIHO JOMYCTMMOTO KOJMYECTBO, aHANM3NPAHN TIPU KPBrOBUTE M3IMTBAHNS,
CHIIO MOraT [a ObHAT BKIOYCHNM MpM OLCHSBAHETO HA JeNa HA QaNUIMBUTE PE3YNTaTH 3a CHOTBETCTBME, aKO
naboparopusita IoKaxe cBosiTa edekuBHOCT. [IpoOure Tpsi6Ba a 0OXBAIIAT HAT-4ECTO CPEIIAHNTE MOJIEIIN Ha KOHIECHEpH,
KOUTO HpPEACTaBIIsABAT PasiMiHM M3TOUHMIIN.

7.4.9.  Tlpy MHIWMIEHTM TPaHMUHWUTE CTOMHOCTM MOraT fga ObIAT MOMUIATAHM HA IPEOLeHKA, KOATO [a OTpasy CrelmuyHara
MaTpyILa U MOTIENa Ha KOHTeHepa NPY KOHKPETHUS MHIMICHT.

8. IPEICTABAHE HA PE3YJITATUTE
8.1. Memodu 3a nomespskdenue

8.1.1. Pesynrature OT aHa;uM3a CelBa 1@ BKIIOYBAT KOJMUYeCcTBaTa Ha otmenHure KoHreepu Ha PCDD/PCDF u
mmokcnHononoGuy PCB, xaro croitHoctute Ha TEQ ce otGersi3BaT Kato [OJIHA TPAHMIA, TOPHA TPAHMIA M CpEIHA
TPaHMIIA C LeN Ja ce BKIIOYM MAKCUMAITHO Bb3MOXHATa MHGOPMAIMs PV M3PA3SBAHETO HA Pe3yITATHUTE, TO3BOJIABALIA
TBIIKYBAHETO MM B ChOTBETCTBIE ChC CIICLMUUHNTE M3UCKBAHILSL

8.1.2.  Oruersr BKIIOYBA MHPOPMALINS 32 METONIA, M3M0N3BaH npu ekcrpakuysita Ha PCDD/PCDF u guokcuxonono6uute PCB.

8.1.3.  JlaHHMTe 3a aHATMTMYHIS JOOVB 32 OTHEITHUTE BHTPEIIHI CTAHAAPTH CE MPELCTABAT B CIyYanTe, B KOUTO aHATINTHYUHIST
mo6uB e u3BbH 00XBaTa, MIOCOUEH B TOUKA 6.2.5, KOraTo MaKCHMAJIHO NOMYCTUMOTO KOMMYECTBO € HAaJBUUIECHO (B TO3M
CITyualt — aHaTMTHYHNS TOOVB 33 eMH OT [BaTa IOBTOPHN aHAJIN3a) WK B IPYTH CITy4Yan [IpY OMCKBAHE.

8.1.4. Toil Kato IpM YCTAHOBSBAHETO HA CHOTBETCTBMETO Ha mpobara TpsiGBa fa Obme B3eTa NpeNBMT pasLIMpeHAaTa
HEONPEJENeHOCT Ha M3MEpBaHETO, TO3M NapaMeTsp Tpsibsa ma Gboe mpefcTaseH. Taka Hampumep, aHAIUTHYHUTE
pesyirati ce otumTar Karo X +[- U, KbIeTO X € aHaIMTUYHUAT pesyinrar, a U — paslimpeHara HeolpemelieHOCT Ipy
M3MepBaHe, KaTo Ce M3MONI3Ba KOEQUIIMEHT HA MOKpUTHE 2, KOITO [[aBa HMBO HA CUTYPHOCT OT oKono 95 %. B cryuait
ye PCDD/PCDF u mmokcutononoOHute PCB ce ompemensr MOOTHENHO, 3a pasliMpeHaTa HeONpeleNieHOCT Ha cyMara
or PCDD/PCDF u mmokcutononobuute PCB ce m3monmsBa cymara OT OLEHEHAaTa pasiIMpeHa HEONpeTeneHOCT Ha
otxenHute pesynrary or anarmsa Ha PCDD/PCDF u Ha mmokcuHonono6Hute PCB.

8.1.5.  Pesynrarure TpsiOBa fa ObuaT M3paseHM B CHIUMTE EOMHULM M HA-MAIKO CbC Chums Opoil 3Hauelmy Lmpu Kato
onpenenerute ¢ [upekrysa 2002/32/EO MakCHMATHO TOMYCTHMM KOMMYECTBA.

8.2. BUoaHAAUMUUHL CRPUHUHZ Memoou
8.2.1.  Pe3ynTarsT OT CKpPMHMHIA Ce M3pa3sBa KaTo ,ChOTBETCTBAL MITN ,,ChC ChbMHEHME 33 HEChOTBETCTBIE” (,ChC ChbMHEHME").

8.2.2. B mombnHeHMe Moxe [ ce MpencTaBu opueHTHpoBbucH pesynrar 3a PCDD/PCDF u/umn 32 mokcnuonono6uute PCB,
uspased B BEQ, a ne B TEQ.

8.2.3.  Ilpobure, umifTo OTIOBOp € IOX IPAaHMIATA HA OTUMTAHE, Ce M3Pa3siBAT KAaTo ,IPOOM IOM IpaHMLATA HA OTUYMTaHE".
[IpoGute, umitto OTroBOp € Ham paboTHMS OOXBAT, Ce OTUMTAT KATO ,HAIBMIIABAIM PAGOTHMS OOXBaT", Karto
KOJIMYECTBOTO, CbOTBETCTBALIO HAa FOPHATa IPaHMLa, ce npencTass B BEQ.

8.2.4.  3a BCeKy TUI MATPUUHA IPODA B OTUETA Ce [0COUBA MAKCHMAITHO JOMYCTUMOTO KOIIMYECTBO WM Tpara, Ha KOETO[KOWTO ce
0a3upa oueHKaTA.
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8.2.5.

8.2.6.

8.2.7.

8.2.8.

8.3.

B oruera ce mocousa BMIBT Ha M3MON3BAHOTO M3CIIENBAHE, NMPUHLMIBT, HA KONTO TOM ce 0a3npa, KakTO M BUOBT Ha
KarmOpupaHeTo.

OtuerbT BKITIOYBA MHPOPMALIVS 33 METOMIA, M3M0M3BaH npy excrpakuysata Ha PCDD/PCDF u mokcunomnono6uute PCB.

Ipy mpobu, 3a KOUTO MMa ChbMHEHME 33 HECHOTBETCTBME, OTYETHT TPsOBA [1a BKIOUBA OesleKKa OTHOCHO MHENCTBMATA,
kouto fa Gbaar npennpuieryt. Koxuenrpaunsra ka PCDD/PCDF u cymara or PCDD/PCDF 1 mnokcntonono6Hute PCB B
po0uTe ¢ MOBMIIEHN KOMMUECTBA TPsIOBA 1@ GBIAT OMpemerieH I [IOTBbPIEHI Upe3 METOL 3a IOTBbPKIEHNE.

PesynraTute 3a HeCHOTBETCTBUE Ce OTUMTAT CAMO aKO Ca MONyUeH) OT IIOTBLPAMTENIEH aHATIN3.,
Qusuroxumuunuy CRpUHUHZ Memodu
PesynTarsT OT CKpMHMHTA ce TpeNCTaBsi KaTo ,,ChOTBETCTBAIL" M ,,ChC ChbMHEHME 33 HeChOTBETCTBIE" (,ChC ChbMHEHME®).

3a BCeKy TUI MaTpUYHa Po0a B OTYETA Ce [IOCOUBA MAKCUMAITHO [IOMYCTMMOTO KOJIMYECTBO UITM IIPara, Ha KOETO/KOITo ce
0a3upa oLeHKATa.

OcBeH TOBa MOraT ma ObBIAT MpPEICTaBeHNM MOMyCTMMM KOMMUecTBa 32 otmenuute Kodremepm Ha PCDD[PCDF n
IIMOKCMHONON0OHN PCB, oTueTeHN KaTo JONHA IPaHMIA, TOPHA TPAHMIIA M CPefHa TpaHuia. PesynTarute Tpsi6Ba a 6b1aT
M3paseHM B CHIMTE EOMHUIM ¥ HAi-Manko CbC Cbums Opoit 3Hauemy LMQPPM KAaTo  OMpEHeNieHuTe C
upexrusa 2002/32/EO MakCHMAIHO TOMYCTHMM KOIIMYECTBA.

[TaHHMTE 33 aHAMUTUYHMS HOOMB 3a OTHETHNUTE BBTPELIHM CTAHIAPTY Ce MPEICTABAT B CIyYauTe, B KOUTO aHATMTUYHUST
noOMB € M3BBH 00XBATa, IOCOUYEH B TOUKA 6.2.5, KOraT0 MAKCMMAJIHO JOMYCTMMOTO KOJMYECTBO € HAJBMUIEHO (B TO3M
CITyuait — aHamMTHYHYS TOOVB 33 eMH OT JBaTa IOBTOPHI aHAIIN3a) WK B IPYTH CITy4Yan [IPU OMCKBAHE.

B oruera ce mocousa npunoxenuar GC-MS meron.
OryersT BKIIIOYBA MHPOPMALWS 32 METOA, M3NON3BaH [py ekcrpakumsita Ha PCDD/PCDF u myoxkcuuononoGuure PCB.

IIpn mpolu, 3a KOMTO MMa ChbMHEHME 3@ HECHOTBETCTBME, OTUETHT TpsGBa Ha BKIIOYBA OerekKa OTHOCHO HEHCTBHSATA,
KouTo 1a Obaar npemnpueryt. Konuenrpauusra sa PCDD/PCDF u cymara or PCDD/PCDF n nnoxkcntonopo6uute PCB B
npo0uTe ¢ MOBMIIEHN KOTMUECTBA TPsIOBa 1a GBIAT OMpemesIeH[IOTBbPIEHI Upe3 METOL 3a IOTBbPKIEHME.

PemeHne 3a HeCHOTBETCTBME MOXKe 1A 6’])]16 B3€TO CaMO CIIE MOTBbPOMTEIIEH aHaIIN3.

[TIABA 1II

IOOIrOTOBKA HA MMIPOBUTE U U3NCKBAHUS 110 OTHOIUEHUE HA METOTUTE 3A AHAJIN3, U3IIO/I3BAHU 3A HETIMTE HA

3.1.

OQUIIUATTHUA KOHTPOIT HA CbIbP2KAHUETO HA HEDMOKCUHOIIOTOBEHU PCB BbB QYPAXUTE

IIpunnoxHo none

VI3uCKBaHMSTA, M3IOXKEHN B HACTOSILATA [T1ABaA, Ce NPIUIATAT [IPY aHANM3a Ha Gypaxy 3a LienuTe Ha OPMUMATIHIS KOHTPO
Ha CbIbPKAHMETO HA HEeNMOKCHHOIOROOHM PCB, KaKTO 1 10 OTHOLICHNE Ha TOITOTOBKATA HA MPOOKUTE M aHAIMUTIHYHUTE
V3UCKBaHVs 3a JPYT PEryNaTOPHM LN, BKIIOYBALIM KOHTPOIA, M3BbPIIBAH OT ONEPaTOpUTE BbB QYPaxHMUs CEKTOP C
LT OCUTYpsiBaHe Ha choTBeTcTBye ¢ Pernmament (EO) Ne 183/2005.

HpMJIO)KI/IMM M€ETOOM 3a OTKpUBaHe

TazoBa xpomarorpa¢ust/Enexrponoynassiua gerekiys (GC-ECD), GC-LRMS, GC-MS/MS, GC-HRMS niu exBuBaneHTHH
METOIIN.

M]IeHTM(l)I/IlIMpaHe ! NOTBbPXKIaBaHE HA aHAIUTUTE OT 3HAYECHUE

BpeMe Ha OTHOCHMTENHO 3aTbpiKAHE CIPAMO BBTPEWIHUTE CTAHNAPTH WIM pEQePeHTHUTE CTAHIAPTH (IOMYCTMMO
oTKIoHeHye ot +/— 0,25 %).
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3.2.

3.3.

3.4.

7.1.

7.2.

7.3.

OtnernsiHe [OCPEACTBOM Ta3oBa Xpomarorpadusi Ha HemmokcyuHomonoOumte PCB ot mHTepepypammre BelecTsa,
TO-CNeNMATIHO  CbBMeCTHO emympaumm PCB, ocobeHo ako KomuyectsaTa B IpoOuTe ca B paMKMTE HA 3aKOHOBO
YCTaHOBEHNTE OTPAHIYEHNS ¥ HeChOTBETCTBIETO TPsiOBa a Obie moTBbpreHo (V).

MzuckBanug no otHomeHue Ha Texuukure GC-MS

MOHUTOPMHI HA HAJf-MaNKO I[OCOYEHMTE IO-HONY OpONKM MOJIEKYISAPHM JOHM WM XapaKTePUCTMYHM JOHU OT
MOTIEKYTIAPHUSA KITBCTEp:

a) nmea cneudyuny itoxa 3a HRMS;

0) Tpu ceunduunu fioHa 3a LRMS;

B) [1Ba crielyyYHM OHA PEKYPCOPH, BCEKHM OT KOMTO C e[IMH CIIeLMalieH JOH Ha IpexXofeH MpomykT 3a MS-MS.
MakcuMartHoO HOMYCTIM TONEPAHC 33 MHTEH3UTETHOTO CHOTHOLICHME 3 M30PaHITE MACOBU (parMeHTI:

OTHOCHTEITHO OTKIIOHEHNE Ha MHTEH3UTETHOTO ChOTHOLICHNE Ha M30PaHY MacOBY (PAarMeHTH OT TEOPETHUHIS MHTEH3UTET
VM KaTMOPALMOHHMS CTAHAAPT 3a 6a30Bys JIOH (HAI-CUITHO TPUCBHCTBALMS HaOMIONABAH JOH) M 3a MOTBBPAMTEIHIS/
NOTBBPIUTENHUTE JOH/ioHM: £ 15 %.

M3uckBanus no otHouleHue Ha texHukute GC-ECD

Pesyrnratute, KOMTO HAIXBBPIIAT MAKCHMAITHO OMYCTIMOTO KOMMYECTBO, TpsibBa a Gbmar notebpaeny ¢ nBe GC KOMOHM ¢
HETIOMBIKHY (3! C PasiiyHa MOISPHOCT.

HOKaBBﬂHC Ha C(l)CKTI/IBHOCTTa Ha METOa

EekTuBHOCTTa Ha MeTONA Ce BAIMIMPA B [MAla30Ha HA MAKCUMAIHO HOIYCTUMOTO KojmdectBo (0T 0,5 mo 2 meTu
MAaKCUMAJTHO MOMYCTUMOTO KONMYECTBO) C MPMEMIIMB KOCQUIMEHT HAa Bapyalsi 3a MOBTAPSIUMTE CE aHATM3U (BXK.
VBJCKBAHNS 33 MEXKMIVMHHA NPEUM3HOCT B TOUKA 9).

Fpaﬂuua 3a KOJIMYECTBEHO onpenernsiHe

Cymara or LOQ (*¥) 3a HemmokcyHonono6umute PCB He Tpsi6Ba 1a Obe M0-BiCOKa OT 1/3 OT MAKCHMMATIHO HOMYCTHMOTO
konuyectso (V°).

KOHTpOJ’[ Ha Ka4ueCTBOTO

PelIoBHM KOHTPOIHM U3MUTBAHMS Ha TIPA3HM TPOOH, aHANM3 HA TPOOM ¢ oGaBKa Ha pedepeHTeH Matepuan, mpodu 3a
KOHTPOIT Ha KaueCTBOTO, YYACTHE B MEXITYTIAG0PATOPHM M3CTIENBAHMS 38 CHOTBETHITE MATPUIIM.

KOHTPOJI Ha aHATUTUYHUA IIO6I/[B

WM3non3gar ce momxomsim BBTPEIIHM CTaHOAPTU C (l)I/ISI/lKOXI/IMI/I‘IHI/I CBOI?ICTB&, CpaBHMMM C TE3M Ha AHAIIMTUTE OT
3HaUCHME.

[ToGaBsiHe Ha BHTPEIIHN CTAHIAPTH:

[ToGaBsiHe KbM IIPOAYKTH (IPeMM eKCTPAKLMSTA U TIPEUNCTBAHETO).

VI3MCKBaHMS IO OTHOLICHNME HA METOMMTE, TIPM KOMTO CE M3ION3BAT BCUUKM LIECT M30TOMHO OeNsi3aHM KOHIeHepy Ha
HeaunoxcuHononoduu PCB:

a) PpesynTaTUTE Ce KOPUTMPAT 3a aHATIUTHUEH TOOUB IIPY BHTPELIHNM CTAHIAPTH;
0) aHanuTHYHMAT TOGMB PV U3OTOMHO GETsI3aHN BHTPEIIHY CTaHIapTy e Mexmy 60 1 120 %;

B) JONYCTMMa € IO-HVCKA WK [TO-BUCOKA CTEIEH Ha aHaINTIYeH TOGMB 3a OTIENTHN KOHIEHEPH, IIPU KOUTO yYacTHETO B
CcyMarta OT lirecTTe HeamokcuHonogooxu PCB e mox 10 %.

KoHreHepi, 32 KOMTO € yCTAHOBEHO, Ue YecTO eyMpaT ChbBMecTHO, ca Hanpumep PCB 28/31, PCB 52/69 u PCB 138/163/164. Ilpu GC-MS
TpstOBa [1a Ce B3eMaT IIPEMIBITL 1 Bb3MOKHNTE MHTePEpEHLMM, IPUUMHEHN OT GPAIMEHTH OT KOHIEHEPH C I10-BUCOKO ChIbPKAHME Ha XIIOp.
Korato e 1ernecbo0pasHo ce cnasgar npunummmte, omicanu B ,Hacoku 3a npuGnusutentoro usuucnssare Ha LOD 1 LOQ 3a usmepsanus B
ofracTTa Ha 3aMbpcuTeNuTe BbB dypaxure vt xparnte” (https://data.europa.eu/doi/10.2787/8931).

[lperiopbumTeNHO € IeTbT HA HUBOTO HA peareHTa IpM NpasHa mpoba B HMBOTO HA 3aMBbPCHUTEsl B MameHa mpoGa a Gble [O-HMUCEK.
JTaGopatopusita € OTIOBOPHA 3 KOHTPOJA HA BAPMALMSTA B HUBATA TPU IIPA3HNM MPOOM, ¥ NMO-CIIEUMATHO aKO HUBATA TP IPasHa npoba ce
IIpYCIIAfaT.
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7.4.

7.5.

10.

10.1.

10.2.

10.3.

10.4.

10.5.

M3uckBaHust MO OTHOIUEHME Ha METOOMUTE, NP KOUTO HE BCMYKM IIECT M3OTOIHO Genszanu BBTPCIIHM CTaHOapTa ce
V3I0JI3BAT, UIIN TPV KOUTO CE M3IOJI3BAT HPYIV BbTPEIUHN CTAaHOAPTH:

) aHAMTHYHMAT JOOMB 32 BHTPELIHYS/BBTPEIIHNTE CTAHIAPT/CTAHIAPTI Ce KOHTPOIMPA 3a BCSIKA IPODa;
0) aHanUTUUHMAT TOOMB 32 BHTPEIIHSBBTPELHUTE CTaHAAPT/cTaHmapT e Mexkmy 60 u 120 %;

B) pe3ynTaTMTE Ce KOPUTMPAT 3a aHATIUTHMYEH OOUB IIPY BHTPELIHNU CTAHIAPTH

AnarumiyHuAT [0OMB IIpy HeGeNsI3aHNM KOHIEHepY e POoBepsiBa upe3 mpobut ¢ foOaBeH pedepeHTeH MaTepyar Wit mpodu
3a KOHTPOII Ha KauyeCTBOTO C KOHIEHTPALMM B AMANa30HA HAa MAKCMMAJHO JOMYCTMMOTO KOIMYECTBO. AHAIUTUYHUST
MOOMB 38 OCOYEHMTE KOHIEHEPH Ce CYMTA 38 IPUEMITHB, Korato e Mexkny 60 u 120 %.

M3ucKBaHusA Mo OTHOIIEHME Ha na6opaTopMMTe

B cvorsercrsue ¢ pasnopenbure Ha Pernament (EC) 2017/625 naboparopuute Tpsiba da ObIaT aKpeIUTUPAHN OT IPU3HAT
opraH, feficTBai B choTBeTcTBIE ¢ PrkoBOmCTBO 58 Ha ISO/IEC, C 1en ma ce rapaHTHpa OCHTYpsIBAHE HAa KaueCTBOTO IPU
aHanmaute. JTabopatopunute TpsibBa ga GbmaT akpemmTMpaHy B cboTBerTcTBMe che cTaHgapT EN ISO/IEC 17025. Ocsen
TOBA CE CIA3BaT MPUHLMINTE, OMACAHY B , TEXHMUECKN HACOKM 33 MPUOMBUTENHOTO M3UMCIISIBAHE HA HEONPENEIeHOCTTa
Ha M3MepBaHeTO U Ha TPaHMIMTe Ha KONMYECTBEHO ONpeNerisHe 3a efuTe Ha aHanm3a Ha PCB* (*9).

XapaKTepuCTHKM 33 OICHKa Ha eeKTMBHOCTTA: KPUTEpMM 33 CyMaTa OT HegMoOKcuHonopoOuure PCB Ha
HMBOTO Ha MAKCUMAJTHO JOITyCTUMOTO KOJIMYECTBO

MaCCl’leKTpOMeTpM}I C U30TOIHO

paspexane (¥) Ilpyru TeXHUKM

Ucrtunnoct -20%mno+20% -30%mo+30%
MexmuaHa npermsHocT (% RSD) <15% <20%
Pasnuka MexXiy M34MCIIEHMETO 33 TOPHA U <20% <20%

HOJIHa rpaHuIa

(*) M3nckpa ce M3non3paHe Ha BCMUKM LeCT MapKupaHy ¢ *C aHaJo3n KaTo BBTPELIHN CTaHIApTH

IIpencraBsHe Ha pe3ynTaTute

Pesynrature OT aHanmM3a CremBa [a BKIIIOUBAT KONMUECTBATA HA OTHENHNTE HeOMOKCMHOmomoOHnm PCB um cymara Ha
KoHreHepute Ha PCB, oTuereHy KaTo IOIHA IpaHMIA, TOPHA IPAHMIIA M CPelIHA TPaHMLA C LeNl 1 ce BKITIOUM MAKCHMAITHO
Bb3MOXHATA MHQOPMALWSL [IPY U3PA3SBAHETO HA pe3yNTaTiTe, IO3BOISIBAIIA THIKYBAHETO MM B CBOTBETCTBME ChC
criennuUHNITE MBUCKBAHILL.

OTueTsT Tpﬂ6Ba T1a BKITIOUBA IAaHHM 3a METOMIa, M3IIO0JI3BaH 3a €KCTPAKIIVA Ha PCB.

HaHHMTE 32 aHATTUTUUHUS II06I/IB 3a OTHEITHUTE BBTPEUIHN CTAHIAPTH CE€ MPEOCTABAT B CITy4auTE, B KOUTO aHAIIMTUYHUAT
]]06I/IB € U3BbH O6XB8.T3., MOCOYEH B TOUKA 7/, KOTaTO MaKCUMAJTHO JIOMyCTMMOTO KOJIMYECTBO € HAIBMIICHO MIIM B IPyIU
Clty4an npu 1ouckBaHe.

Tbit KaTo NPV YCTAHOBSIBAHETO HA CBHOTBETCTBMETO Ha mpobara TpsiOBa ma Obme B3eTa MpemBMI paslIMpeHaTa
HEONPEJIENeHOCT Ha M3MepBAHETO, TO3M MapameTbp TpsiGBa ChlIO Ja Oble mpencraeH. Taka Hampumep, aHAMUTUYHUTE
pesynrati ce oTumTat Karo X +[- U, KbOETO X € aHAIMTUYHUAT pesyinrar, a U — paslipeHaTa HeopeelieHOCT Ipy
M3MepBaHe, KaTo Ce M3M0/I3Ba KOEQUIIMEHT Ha IOKPUTHE 2, KOJTO [JaBa HIBO HA CUTYPHOCT OT OKOJO 95 %.

Pesynrarure Tpsi6Ba ma GboaT M3paseHM B ChIMMTE CIVHMIM M Hall-MaKO ChC Chluysi Opoil 3Hadvewn Ludpu Karo
onpenernerute ¢ [upekrusa 2002/32/EO MakCHMAITHO TOMYCTHMM KOIMYECTBA.

(") (Bx. Gemekka mop IMHKS 37).
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b. EN CTAHIAPTU
Ilpu npuraranero Ha uneH 34, maparpad 2, 6yksa a) or Pernamenrt (EC) 2017625 ce B3emar npensun cnensure EN crangapri:

EN 17194: Qypaxu: Meromu 3a B3eMaHe Ha pobu 1 aHanus — OupenensHe Ha NEOKCHHMBANIEHOTT, admaTokcuH B1, GpyMonmsuun
B1 n B2, T-2 n HT-2 TOKCHHH, 3eapanicHOH M OXPATOKCYH A BB QypaHI CYpOBUHN 1 KoMOuHMparn ¢ypaxn upes LC-MS/MS

EN 17270: Qypaxu: metomy 3a B3eMmaHe Ha npobu u aHanmus — OnpenenissHe Ha TeoOpPOMMH BbB (yPaxHM CYpOBUHU N
KOMOVMHMPaHY (ypaxu, BKIIOUNTEIHO ChCTABKI, TIOJIYUeHN OT KAKaO, Ype3 TeUHa XpoMaTorpadust

EN 17504 Qypaxu: Metony 3a B3eMane Ha ipoOu u aHanu3 — OmnpefesisiHe Ha TOCUIION B CeMeHa Ha NaMyk u gypaxu upes LC-MS/
MS

EN 17362 Qypaxu: Merony 3a B3eMate Ha pobu 1 3a anaus — Onpenernsise Ha nentaxiopeson (PCP) BbB $ypakHM CYpOBUHM 1
KoMOVHMpaHy $ypaxu upes TeuHa xpomarorpadust ¢ rangemHa Maccriekrpomerpust (LC-MS/MS)

EN 16279: Qypaxu — Onpenenste ChIbpXaHMETO Ha Qyopun crien oOpaGoTBaHe ChC CONHA KMCENMHA Ype3 METOH C JOH-
cenexTuBeH enexrpox (ISE)

EN 17053: Qypaxu. Metomm 3a B3emane Ha ipo0u 1 anamus — OTIpenensHe Ha MUKPOETIEMEHTH, TEXKY METATM Y IPYTH eNeMeHTH
BBB Qypakil upe3 MacCIIEKTPOMETPUSI ¢ MHIYKTHBHO CBbp3aHa Iwiasma (ICP-MS) (Mymnrimeron)

EN 15550 Qypaxu: metonm 3a B3emane Ha mpoOu n aHanu3 — ONpelensiHe HA KauMuii M ONOBO Ype3 aTOMHO-a0copOumoHHa
criekrpoMerpust B rpa¢urHa new (GF-AAS) cren pasiiarase oy Hajisirase

EN 16206 Qypaxu — OTkpusaHe Ha apceH upe3 aTOMHO aGcOpOUMOHHA CIIEKTPOMETpHS ¢ reHepupae Ha xupuay (HGAAS) cren
MMKPOBBITHOBO pa3JlaraHe IOM Hassiraxe (pasnaraxe ¢ 65 % a3otHa xucenyHa u 30 % BoIOpOIEH MepOKCHI)

EN 16277 Qypaxu — Onpenensine Ha XKMBaK 4pe3 aTOMHOA0COPOLMOHHA CleKTpoMeTpus Ha crymeHa mapa (CVAAS) cren
MMKPOBBITHOBO pa3JlaraHe I0M HassiraHe (ekcrpakums ¢ 65 % a3otHa kucenvHa u 30 % BoIOpOIeH MepoKCu)

EN 16278 Qypaxn — Ompenendne Ha HeOpraHMYeH apceH 4Upe3 XWIPWIHA TeHEPALMs TOCPENCTBOM aTOMHOa0COpOLMOHHA
crekrpomerpust (HG-AAS) ciiely MUKpOBBIIHOBA eKCTPAKLIAS 1 OTIENISIHE Ype3 eKCTPaKiyst Ha Tbpaara dasa (SPE)

EN 17374 Qypaxu: Metonu 3a B3emane Ha mpolu 1 aHanmus — OnpenensHe Ha HEOPIAHMYEH apceH BB QYPaXM upe3 aHMOHHO-
obmenHa Maccriekrpomerpust (HPLC-ICP-MS)“
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IIPMTTIOKEHME VI

LJIPUTTIOKEHME VII

METO[ 3A MI3YUCIIABAHE HA EHEPTUMHATA CTOMHOCT HA (YPAXXUTE 3A TOMAIIHU IITULIA

1. Meron 3a u3uncisiBaHe 1 M3passiBaHe HA eHEPrUiiHATA CTOMHOCT

EHeprmitHata CTOMHOCT HAa KOMOMHMpaHuTe (ypaxy 3a HOMAmHKM OTMUM TpsiGBa ma Oble M3UMCIIBAHA B CHOTBETCTBUE C
I0COYEHATa N0-I0/y GOpMyIIa Bb3 OCHOBA Ha IIPOLIEHTHOTO ChIbPXKAHME HA OIPENeNeHN aHATIMTIYHN KOMIIOHEHTH BbB dypaxa.
Tasn croitHoCcT TpsibBa ma Obme m3paseHa B Meramxaymm (M]) obmenna eneprus (OE) ¢ Kopurypas as3or, Ha KMIOTPaMm OT
XPaHUTEITHATA CMEC:

MJ/kg OE = 0,1551 x % cypos nporent + 0,3431 x % cyposu Masrneu + 0,1669 x % muumecre + 0,1301 x % o6wio 3axapu
(M3paseHu Kato 3axapo3a)

2. HomyctuMu OTKIIOHEHMS OT I€KJIApUPAHUTE CTOMHOCTI
Ao oduumanHata NpoBepKA YCTAHOBM HECHOTBETCTBME (IIO-BMCOKA WM IO-HICKA EHEPIMilHA CTOMHOCT Ha ¢ypaxa),
TI03BOJIEHOTO OTKJIOHEHME MEXKIIy pe3ysTaTa oT IpoBepKarTa 1 JeKiapupaHara eHepruitta croitsoct e 0,4 MJ/kg OE.

3. U3passsaHe Ha pe3ynTaTa
Cren mpuWITaraHeTo Ha TOperiocodeHata (OpMysa, MONyYeHMSIT pe3ynrar TpsOBa fma Oboe OTd4eTeH [0 ITBPBUSL 3HAK CIIET
JleceTMYHara 3ameras.

4. Meronu 3a B3eMaHe Ha poOy 1 aHanus

B3emaHeTo Ha o6y OT KOMOMHMPaHUs $ypax M ONpeleNSTHETO Ha ChIIbPXKAHMETO Ha KOMIIOHEHTHTE 38 aHAIN3, I0COYEHN B
MeTOfIa 3 M3uMCIIeH e, TpsiGBa a Oble M3BbPLIEHO B CHOTBETCTBME ¢ MeTofuTe Ha Cbi03a 3a B3eMaHe Ha IIpoOM U 3a aHamu3,
VM3IION3BAHM TIPU OPUIIMATIHIS KOHTPOIT Ha QypaxmuTe.

TpsibBa a ce npuiarat cregHUTE METOIM:

— 3a ompeeNsiHe Ha CHIbPKAHUETO Ha CYpOBM MasHMHM: Npolieypa b ot MeTona 3a onperiernisHe Ha CypOBM Macila M Ma3HUHY,
usnoxena B yact X or npunoxenue I1L

— 3a OIpenersaHe Ha ChIbPKaHMETO Ha HULLIECTE: MOJIAPUMETPUYHNS METOM, U3IIOKEH B YaCT Kor IIpUIIO2KEHNE II1

METO[I 3A MU3YNCIIABAHE HA EHEPTUMHATA CTOMHOCT BbB (OYPAKHUTE CYPOBUHU U B
KOMBUHUPAHUTE QPYPAKU 3A KOTKU U KYYETA

EHepruitHaTa CTOMHOCT BbB QypaxHUTE CyPOBUHN U B KOMOMHMpaHNUTe ¢ypaxyt 3a KOTKM M KyueTa Ce M3UNCIISABA B COTBETCTBIE ChC
cranmapt EN 16967 — Qypaxu: metonm 3a B3emane Ha mpoOu m 3a aHanms. [[POTHOCTMYHM ypaBHEHMs 32 OOMEHHa eHeprys B
KOMOMHMpaHN $ypaxu 1 TOOABKY 33 KOTKM U KyueTa, BKIIOUNTEIHO AMETHYHN Qypaxi”.
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