PEI'JIAMEHT (EO) Ne 213/2001 HA KOMUCHUSATA
ot 9 sinyapu 2001 roquna

OTHOCHO ONpe/iesisiHe HA MOAPOOHM NMpaBuJia 3a npujaranero Ha Persament (EQO) Ne
1255/1999 na Komucusita no oTHoIeHue HAa METOH 32 aHAJIN3 U OLIEHKA HA
Ka4eCTBOTO Ha MJISIKO M MJIEYHH NMPOAYKTHU M 32 n3MeHeHnne Ha Perinamentu (EO) Ne
2771/1999 u 2799/1999

KOMUCHSITA HA EBPOITEVICKUTE OBIIHOCTU,
kato B3e npensua JJoroBopa 3a cb3naBane Ha EBpomneiickara oOmHOCT,

karo B3e npensuy Pernament (EO) Ne 1255/1999 na Coera ot 17 maii 1999 r. oTHOCHO
oOmiata opraHu3anys Ha Ta3apa Ha MIJIIKO U MIICYHH nponyKTnl, U T0-CHEIUATHO
yienoBe 10 u 15 u wienose 26, maparpadu 3, 29, maparpad 1 u 31, maparpad 14 ot
HEro,

KaTo nMa 1npeaBui, 4uc:

(1) Permamentu (EMO) Ne 1216/68 u 3942/92, kakto u (EO) Ne 86/94, 2721/95, 1080/96,
1081/96, 1082/96, 1854/96, 880/98 u 1459/98 na Komucusara, mbIHOTO [1030BaBaHE Ha
KOUTO € JaaeHo B mpuioxeHue XXVI KbM HacTtodlmus peraaMeHT, ONpeaessT
peepeHTHUTE U PYTMHHUTE METOAM 3a aHAJIU3 M OLIEHKAa Ha KayecTBOTO HAa MIIIKO U
MJIEYHU MPOAYKTH M ONpeNenarT o0XBaTa U MpaBujaTa 3a MpHiiaraHe Ha Te3u MeTtoau. B
MHTEpEeC Ha SCHOTaTa U C OIJIE] /1a C€ OCUTYpH 3a pabOTEIIUTE B TO3M CEKTOP €IUHEH
Habop OT METOIU M MpaBUjia 3a TAXHOTO MpUJIaraHe, ropeyrnoMeHaTUTe perJiaMeHTu Ou
cieaBaio aa Obaar npepaboTeHu U oOeanHeHH B 001 TekcT. [lopaau chliara npudmHa,
Pernament (EO) Ne 2771/1999 na Komucusita ot 16 gexemspu 1999 r. 3a onpenensinero
Ha NoJipoOHU mpaBmiia 3a npuiaranero Ha Permament (EO) Ne 1255/1999 na CobBera no
OTHOIICHHE WHTEPBEHIMATA HA I1a3apa Ha Maclo M cMeraHa > um Permament (EO) Ne
2799/1999 na CswBeta ot 17 aekemBpu 1999 r. OTHOCHO OHpEIENSHETO HA MOJPOOHU
npaBuiia 3a mnpunaradeto Ha Permament (EO) Ne 1255/1999 mno otHomienue Ha
IIPEJOCTaBIHETO HA MOMOIIM 3a 00€3MaciieHO MIIIKO M 00e3MacieHO MIIIKO Ha Ipax,
MpeIHa3HauYeHo 3a KUBOTUHCKA XpaHa, M MpoaakdaTa Ha TakoBa 00€3MacIeHO MJIISKO Ha
npax ° 6u crenBano 1a 6bIAT U3MEHEHH, TaKa Ue TPHIOKCHHATA KbM TE3H PErTaMeHTH
OTHOCHO METOJIUTE 3a aHAJIU3 J]a MOraT Jia ObJaT BKIIIOUEHU B HACTOSIIMS PErJIaMeHT.

(2) M3uckBaHuATa KM ChCTaBa M KA4Y€CTBOTO HA MIIIKOTO W MIICUYHUTE TMPOMYKTH,
onpexnenenu B Permament (EO) Ne 1255/1999, tpsi6Ba na ObaaT mpoBepeHH, 3a Ja ce
rapaHTHpa TAXHOTO CTPUKTHO U3ITbIHEHUE.

OB L 160, 26.6.1999 r., cTp. 48.
20B L 333,24.12.1999 ., ctp. 11.
® OB L 340, 31.12.1999 r., c1p. 3.
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(3) PedepentHure Meronu 3a TE3W INPOBEPKH CE€ SABSIBAT YECTO METOIU, KOUTO ca
nyosuKyBaHu OT MexayHaponuu opranmsanuu kato CEN, IDF, ISO u AOAC
International, u peryisipHO ce akTyaqu3upar OT Te3W OpraHu3anuu. B Hikou ciyyan e
orpezeseH pedepeHTeH Metoa Ha OOLHOCTTa, J0KAaTO B JIpYTU Cllyyad B IpaBUiIaTa Ha
OOmHOCTTa HE € onpeneseH pedepeHTeH METOA. 3a J1a ce TapaHTupa, ye pedepeHTHuTe
METOJAM Ce IpuiaraT yeAHAaKBEHO, BCsKa roJuHa Ou cienBano Ja ObJe CbCTaBsAH CIUCHK
OT pedepeHTHUTE METOIU U CaMO METOAUTE, KOUTO Ca BKJIIOUEHH B TO3U CIIUCHK, MOTAT
Jla ce Mpuiiarar.

(4) He Ou cnenBano na ObJe M3KIIOUBAHO M3MOJI3BAHETO HA pyTHHHU Metonu. [lopamu
TOBa, OM CIIeZBAJIO 1a OBJIAT ONpPEICIICHU YCIOBUATA 33 TAXHOTO U3MOI3BaHE.

(5) bu cneasaiio na 6baAT CH3AAAECHU U OOIIM METOAM 33 FTAPAaHTUPAHETO HA yEeIHAKBEHA
NpaKTHKa MPU OICHSBAHETO Ha PE3yJATAaTUTE OT aHAIU3UTE, NIPH CEH30PHOTO OICHSBaHE
Ha BU3UPAHUTE IPOAYKTH U IPH TpeETiie/ia Ha Pe3yITaTUTe, KOUTO CE OCIOPBAT.

pedepeHTHH METOIM W TOpajd TOBAa HIMa HaJMYHA WHGOpMAIMS 32 BapHpPAHETO Ha
AQHAJTMTHYHHUTE PE3YJTaTH OT OTACIHUTE Jiaboparopuu. [lopaau ToBa, Ou cienBaio naa
OpmaT ompenerneHn wmeroan Ha OOmMHOCTTAa, KOUTO Cca YTBBPJACHH CHOOpPA3HO
MEXyHApOJIHUTE MPaBUIIa K MOTAT Jia Ce MpUIarat Kato peepeHTHU METOTH.

(7) Pernament (EO) Ne 2571/97 na Komucusita or 15 nexkemBpu 1997 r. oTHOCHO
npojakbaTa Ha MacJIo IO HAMAJICHH IICHH U 32 MPEIOCTABIHETO HA IMMOMOIIHM 32 CMETaHa,
Maclio ¥ KOHIICHTPUPAHO MAaclio, KOUTO C€ M3MOI3BaT B MPOU3BOJCTBOTO HA CIAJKHIIH,
clajoJiel U IPYTH XPAHUTEIHU MPOAYKTH 4 moceaHo M3MeHeH ¢ Permament (EO) Ne
635/20005, MpeABMAKAA MPOCIEASIBAHETO HA CMETaHa, Maclo M KOHLEHTPUPAHO Macliio
TIPH OIpE/IeJICHN OOCTOSATENCTBA, 3a JIa Ce rapaHTUpa MpaBUIHATA KpaliHa ymoTpeda Ha
Te3H MPOAYKTU. T'hil KaTO MPOCIEIBAHETO € BAKHO 32 HAJUICKHOTO (PYHKIIMOHUpPaHE Ha
cUCTeMara, KakKTO W 3a Jla Ce TapaHTHpa PaBHO TPETHpPaHE Ha OMEpPaTOPUTE, KOUTO
y4acTBaT B Hes, OW cienBasio Ja ObJaT ompesesieHd OOl METOIU 3a OMpeAeNsTHETO Ha
HSKOU OT WHAWKATOPHUTE 32 MPOCIICISIBAHETO.

(8) Corimacuo Pernmament (EMO) Ne 3143/85 nma Kommucusita ot 11 HoemBpu 1985 T.
OTHOCHO Npojax0aTa Mo HaMaJIeH! 1IeHW Ha MHTEPBEHI[MOHHO Macllo, IpeJHa3HaueHo 32
JIMPEKTHA KOHCYMAIWs 1ol opMaTa Ha KOHIIGHTPUPAHO MACII0’, MOCICIHO M3MEHEH C
Permament (EO) Ne 101/1999', Permament (EMO) Ne 429/90 na Komucusita ot 20
¢deBpyapu 1990 1. OTHOCHO NPENOCTABSIHETO 4Ype3 IMOKaHAa 3a ThPr Ha IOMOII 3a
KOHIIGHTPUPAHO MAciI0, TPEIHA3HAYEHO 3a JMPEKTHa KoHcymamms B OGumiHocTTa®,
nocieHo m3MeneH ¢ Permament (EO) Ne 124/1999° u Pernament (EO) Ne 2571/97, Ha
KOHIIGHTPUPAHOTO Macjo TpsOBa Ja ce 100aBAT Moja HaONIOJEHHE WHAMKATOPH 3a
npociieAsiBane. V3TbITHEHHETO Ha M3WCKBAHMATA 32 MPOCIEIIBAaHE Ha KOHIIEHTPUPAHO

* OB L 350, 20.12.1997 ., c1p. 3.
* OB L 76, 25.3.2000 r., ctp. 9.

® OB L 298, 12.11.1985 r., c1p. 9.
"OBL11,16.1.1999 ., ctp. 14.
8 OB L 45, 21.2.1990 r., ctp. 8.
OBL 16,21.1.1999 r., ctp. 19.
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Macjao TpsOBa J1a ce Hajlara CTPUKTHO C 1€ J1a C€ rapaHTupa, ye MPOJYKTHTE HE Ce
OTKJIOHSIBAT OT TOBa M3uckBaHe. [lopamu ToBa, OW cienBasio aa Obae ONMpeaesieH 001l
METO/I 32 OTKPUBAHETO HAa TAKMBA WHJIUKATOPH 32 MPOCIIEIsBAHE.

(9) Cornacuo unen 9 or Permament (EO) Ne 1255/1999 moxke ma Obae mpemnocTaBeHa
MOMOII] 3@ YaCTHO ChXpaHEHHE Ha CHpeHa OT oBYe Misgko. ChriiacHO wieH 31 oT To3u
pErJIaMeHT MOXKE Jia Ce W3BBPIIM CIICHUATHO BH3CTAHOBSBAHE Ha CPEACTBA 3a TE3U
npoayktu. CHpeHaTa OT OBYE MIISIKO, KO3€ MIISIKO, OMBOJICKO MJISIKO M CMEC OT OBYE, KO3¢
1 OMBOJICKO MJISIKO MOraT J1a Obat BHacsHU B OOLIHOCTTA OT ONpEJesIeH! TPETH CTPaHU
npu  npedepeHimaniHu  yciaoBus. [IpeaBun ropHHTE pasnopendu, € HeoOXO0IUMMO
HU3BBPIIBAHCTO Ha IMOAXOIAAINW IIPOBCPKH, 3a Ja CC rapaHTupa, 4€ BHB BU3HUPAHHUTC
NpONYKTH HsAMa KpaBe MJsiko. [lopaaum ToBa, OuM ciemBano na Obae ompeesieH
pedepenten meton Ha OOHIHOCTTA 32 OTKPUBAHE HA KpaBe MJISIKO, O€3 Jla ce HAKbPHSBA
M3I0JI3BAHETO HA PYTHHHH METOMH, IpPU YCIOBHE Y€ T€ H3IBJIHABAT OIpEICICHH
KpPUTEPUHU.

(10) Cwranacuo Pernmament (EMO) Ne 2921/90 na Komucusara ot 10 okromepu 1990 r.
OTHOCHO TMPEAOCTaBIHETO Ha IOMOII 3a 00e3MacjaeHO MIISIKO, KOETO C€ H3IMOJI3Ba B
MPOU3BOJICTBOTO HA Ka3eWH U Ka3eHaTH ", MOCIEIHO M3MEHEH ¢ PernameHt (EO) Ne
2654/ 1999/E011, cinenBa Aa ObJe YCTAaHOBEHO OTCHCTBHETO Ha JOPMU Ha KOJU OaKTEpUU.
MeXIyHapoJHO MPU3HATUAT pedepeHTEH METOA 3a OTKpUBaHE HAa (OPMHU HA KOJIH
OakTepuu B MJISIKO M MJICYHU MPOAyKTH € MexayHapoaen cranaapt IDF 73A: 1985.
To3u crangapt, obade, € MPUIIOKUM caMO B MOAudUIIUpana (opMa 3a OTKPHBAHETO HA
dbopMu Ha KomM OakTepuu B OMNpeAeNeHO KoiauuecTBO mponaykT. [lopamu ToBa, Oe
ch3faneH pedepenteH Meron Ha OOIIHOCTTAa 3a OTKpUBaHETO Ha (OPMU Ha KOJIHU
OaxTepuu, 6a3upalll ce Ha TOpPEeyImOMeHaTHs CTaHapT.

(11) Pernmament (EMO) Ne 2658/87 na CnBeta ot 23 ronu 1987 r. oTHOCHO TapudHaTa u
CTaTUCTUYECKAa HOMEHKJIaTypa 1 3a O0Iata MUTHHYECKA Tapmbalz, MOCJIETHO U3MEHEH C
Pernament (EO) Ne 254/2000%, IIpEeIBWKIA Pa3IMYHU MUTHUUYECKU CTABKH 3a CMECH OT
XPaHUTENHA TPOAYKTH, KOUTO momajaar B TapudHa no3umus 2309, B 3aBUCUMOCT OT
ChIBbPKAHUETO UM Ha MIICYHU HPOAYKTH. 3a Ja ce rapaHTHpa, ye BBIIPOCHHUTE IpaBUiIa
ce mpujarat yHuQUIpaHo, Ou cieasasio Aa ObAe ONpeneieH O0IIo MpU3HAT METOH 3a
aHaJI3 Ha ChIBbPKAHUETO HA JIAKTO3a, KOMTO /a ce M3I0JI3Ba 3a/IbJKUTEIHO BbB BCUUKH
TbP>KaBU-UJICHKH.

(12) Cornacno Pernament (EO) Ne 1255/1999, macno u obe3macieHo MIISIKO Ha Mpax,
IpeJHa3sHauYeHO 3a MHTEPBEHLMS WIM B ClIy4yaidl Ha o0e3MacieHO MIIKO Ha Ipax - 3a
H3I0JI3BAHC KAaTO )XKMBOTHHCKA XpaHa, TpH6Ba Ja U3MBJIHABAT ONPCACIICHU U3NCKBAHUA 3a
KayecTBO. bu cnenBano na ObraT ompeneneHu pedepeHTHH METOAU 3a MpOBEpKa Ha
CTIa3BaHETO Ha TE€3H M3MCKBAHUSI.

OB L 279, 11.10.1990 r., cp. 22.
OB L 325,17.12.1999 r., crp. 10.
20B L 256, 7.9.1987 r., cp. 1.
0B L 28,3.2.2000 r., ctp. 16.
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(13) M3nmpnHeHHeTo Ha HAKOM OT METOAMUTE, KOMTO CE€ BBBEXKJIAT 3a I'bPBU IBT C
HACTOSIMS PErVIaMEHT, 1€ M3MCKBAa M3BECTeH Iepuon 3a apantauus. [lopanu ToBa,
[IPUJIaraHeTOo Ha Te€3U METOJH OU clieiBalo 1a 0bJe OTI0XKEHO.

(14) YopaBuTeqHUSAT KOMUTET MO MJSKOTO M MJICUHHUTE MPOAYKTH HE € MPEeIOCTaBUII
MHEHHUE B paMKHUTE Ha CPOKa, OIpeIeIeH OT HETOBHS MpeceaTell,

[TPUE HACTOAIMA PETJIAMEHT:
I'IABA 1
OB PA3IIOPE/IBU
Ynen 1
O0xBaT M NPHUJIOKHO T0JIe

HacrosmusaT pernameHnt omnpeness mpaBuiiaTa 3a MpuiaraHe Ha METOJIUTE 33 XUMHUYCH,
¢u3nueH W MUKPOOWMOJIOTHMYEH aHajdu3 M CEH30pHA OICHKAa Ha MJISKO M MIICYHU
MPOJIYKTH, KOWTO CJe/lBa Ja Ce M3IMOJI3BaT MpHU YCJIOBHSTA, MPEABUACHHU B oOIIaTa
OpraHM3alys Ha naszapa Ha MJISIKO M MJIEYHHM IPOAYKTH, ch3aaneHa ¢ Pernament (EO) Ne
1255/1999. Cpiro Taka, TOW onpeaess HAKOH OT TE3U METOIH.

Ynen 2

CnucbK 0T METOIH

1.B IMPUITOKCHUC I xpM HACTOAIIUA PETIIAMCHT CC€ ChABbPIKA CIIUCBK OT pe(l)epeHTHI/ITe
MCTOAH, KOUTO Ca MPUITOKNUMH KbM aHAJIM3UTC, HA30BAHU B YICH 1.

2. Komucusita akTyanw3upa TO3W CIIHCHK IMOHE BEIHBK TOIUIIHO B CHOTBETCTBHE C
nporieaypara, ycranoeHa B wieH 42 ot Perimament (EO) Ne 1255/1999.

Ynen 3
Pyrunnu meroau

3a aHaMM3UTE, KOUTO C€ U3UCKBAT ChITIACHO MpaBmiiaTa Ha OOIIHOCTTa, MOTaT Aa ObaaT
W3MOJI3BaHU PYTHHHU METOMH, TPY YCIOBUE Y€ T€ Ca HAJJIC)KHO MPUBEJICHU B
CHOTBETCTBUE ChC CTAHAAPTUTE, KAKTO peepeHTHUTE METO/IH, U CE IPOBEPSBAT
peryIispHo.

[Ipouenypara, onmcana B mnpunoxkeHue II, Moxe ga ce mpuiara 3a INpPOBEpPKa Ha
pe3yaTatuTe, MOJYyYeHH 4Ype3 PYTHMHHUTE METOJHM, KOUTO ca OJIM30 10 TpaHHIIMTE,
OIIpEJICJIEHU B ChOTBETHUTE pErIaMeHTH. B ciyuail Ha crop, pemaBaiy ca MoJxy4eHuTe
ype3 peepeHTHUS METO/] pe3yJITaTH.
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Ynen 4
IoTBbpKIaBaHEe HA pe)epeHTHUTE METOAU

1. Pe(bepeHTHI/ITe MCTOAN CC€ IIOTBBpXKAaBaT, aKO HU3IBJIHABAT MPEABAPUTEIIHO
OIPCACIICHUTC KPUTCPHHU 3a IMPCUHU3HOCT 10 OTHOIICHWEC HA I'paHrLIaTa 3a IOBTOPACMOCT
W BB3IIPOU3BCIKIAHEC.

2. AKO yCTaHOBEHHMAT B CHOTBETHUTE PETJIAMEHTH PEPEPEHTEH METOJ HE € MOTBBPJCH,
IbP)KaBUTE-WICHKU OIPENeNAT TpaHHIla 32 BpEMEHHO BB3IpOu3BexkaaHe. Ta3u rpanuna
ce ToJiyyaBa ChIVIAaCHO Ipoleaypata, onrcana B npuioxenue I, Oyksa 6). 3a mbppBuTe
18 mecena, obave, ciies BIM3aHETO B CHJIA HA HACTOSIIMUS PETJIAMEHT, TbPKAaBUTE-WICHKH
Morar Jia M3MoJi3BaT nojobHa mponenypa. CroOpa3HOCTTa C rpaHUIlaTa ce MpOoBEpsBa
IIOHE BCAHBK I'OAUIIIHO.

3. KoraTo pe3ynraTtute OT MpHIaraHeTo Ha MPHUETH pedepeHTHH METOIAHM WM METOIH C
BPEMEHHH JIaHHM 3a MPEHMU3HOCT [10Ka3BaT, Yye TPaHUIATa € NPEBUIICHA, AHATUTUYHUTE

pe3yiaratu Moratr na 6T)I[aT OLICHABAHHU KaTO C€ HU3I0JI3Ba MCTOABT, OIIMCaH B
IPUITOKCHHUC IV, 3a OIIPCACILIHC Ha KPpUTUYHATA pa3jiMKa CIIpAMO CbOTBCTHATA I'paHUIIA.

Ynen 5
IIpuemMJIMBOCT Ha pe3yJITATUTE OT aHAJIM3A
1. AHanu3uTe ce U3BBPIIBAT B JIAOOPATOPUH MpH Ca3BaHE HA BHTPEIIHATA MTPOLIEaypa 3a
KOHTPOJI Ha KAYECTBOTO B CHOTBETCTBHE C Ta3U, ONMCaHA B MPUIIOKEHHE V, OyKBa a) UiIu

CKBHUBAJICHTHA ITpoucaypa.

ITonpoOHO omucaHue Ha MpuUJaraHaTa mpoueaypa TpsOBa na ObJe Ha pasojioKEeHHE B
1a0opaTopUATa 33 U3BBPIIBAHETO HA CIIPABKH.

2. JIabopaTopuute ch3gaBaT BHTPEUIHU MpaBWa 3a MPEIU3HOCT MpU HU3MOJI3BAHETO Ha
BCUYKH METO]IU, BKIIFOUUTEIHO:

a) mpolietypara, orucaHa B npuioxeHnue V, 0yksa 0), uiu

0) myOnuKyBaHa, IpueTa mporeaypa ¢ (pukcupaHa HOBTOPSEMOCT.

CpOmroaBaHeTo Ha rpaHMIlaTa Ha BB3IPOU3BEXKAaHE TPsAOBa 1a ObJie MPOBEPSBAHO MOHE
BEJHBX TOUIIHO KaTO Ce M3I0JI3Ba MPoLeaypara, onrcana B npuiokenue 11, Oyksa a).

Anunes BTOpa HE CC IIpujiara 3a Ha60paTOpI/II/I, KOHUTO Ca y4dYaCTBaJIM B CHUCTCMaA 34
HpOCbeCI/IOHaJ'IHO TECTBAHC B PaAMKUTE HaA IMOCJICIHATA rOANHA.
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3. JlJabopaTopHHTE OTYETH Ha PE3YyITATUTE OT aHAIKM3a TPSAOBA Ja ChIBPKAT JOCTATHYHO
nH(popMalKg 3a OLIEHKaTa Ha Pe3yJITaTuTe, KOSTO Clie/iBa 1a Ce HAalpaBU B CbOTBETCTBUE
¢ npwioxenue IV u npunoxenue VIIIL
4. PesynraTuTe OT aHAJIM3a CE CUMTAT 3a MPHUEMJIMBH, aKO Ca IOJIy4eHH B CbOTBETCTBHUE C
KpUTEpUUTE 3a MPHUEMIIMBOCT, ONUCAHH BHB BBTPEIIHATA MpOLEAypa 3a KOHTPOJ Ha
KauecTBOTO, TOcodeHa B maparpad | u mpaBuiara 3a BBTPEIIHATA MPEIU3HOCT,
MIOCOYEHH B naparpad 2.
Ynen 6

CeH30pHa OLeHKA
1. 3a Macio ce mpuiaraT OpoIeAypuTe, OMUCaHU B mpuiioxeHue VI, 3a mpoBepka Ha
paboTara Ha OLIGHUTEIUTE W HAJNSKIHOCTTAa Ha pe3yirarute. [Ipouemypara, onucana B
npunoxxkenue VII, ce mpunara kato peepeHTeH METOJ 3a CEH30pHA OLIEHKA.
2. 3a MIISIKO ¥ MIJIEYHH MPOJIYKTH, KOUTO Ca Pa3IMYHU OT Maclo, KaTo peepeHTeH METO
3a CEH30pHA OIICHKA OT AbpKaBUTe-wieHKH ce usnonssa IDF crangapt 99C/1997 unu

APpyru CpaBHUMHU METOJHU, 3a KOCTO CC YBEAOMsIBA Komucusra.

HpouenypI/ITe, OIIMCAaHU B ITPHUIIOKCHUC VI, Mmorar ga 6”[;,[[8.T H3I10JI3BAHM 34 IIPOBCPKaA HA
pa60TaTa Ha OLCHUTCIINTC U HAACKAHOCTTA HA PE3YJITATUTEC.

Ynen 7
B3emane Ha npo0u ¥ ocIOPBaHMS HA Pe3yJITATUTE OT AHAJIU3UTE

1. 3a aHanmM3M, KOUTO C€ M3UCKBAT ChIIACHO MpaBuiaTa Ha OOmIHOCTTa, TPsOBaA 1a ObaAT
B3EMaHH JBOIHH MPOOH.

2. Ilpouenypara, onucana B npuioxenue VIII, ce wu3non3Ba B ciyyauTe, KOrato
pe3yATaTUTE OT aHAIM3a HE Ce IpUeMaT OT OIeparopa.

I'JIABA 1
METO/M 3A AHAJIN3
Ynen 8
Chabp:xkaHue HA BO/Ia/CyX0 BellecTBO 0e3 Ma3HUHU/MAa3HMHH B MacJI0

1. MetonbT 3a aHaNu3, ONMKCaH B npuioxenue [X, ce u3nonssa karo peepeHTeH METO
3a OTpeJieNIsTHe Ha BOJHOTO ChIABPIKaHUE B MACIIO.
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2. MeToasT 3a aHaNU3, ONMKCAH B MPHJIOKEHUE X, Ce M3II0JI3BA KaTo pedepeHTEeH METO/
3a OIpeNeNsiHe Ha ChABPIKAHUETO Ha CYXO BEIIECTBO 03 Ma3HUHH B MAcCIIO.

3. MeroasT 3a aHanu3, ONMKCaH B MpuiiokeHne X1, ce n3nona3pa kato pedepeHTeH MeToq
3a ONpPEIEIISIHE HA ChIbP/KAHUETO HA Ma3HUHU B MacJIo.

Ynen 9
HNuaukaropu 3a npociiesiBaHe

1. MeronsT 3a aHanu3, onucad B npmwiokenne XII, ce n3mon3sa karo peepeHTeH METo
3a ompeiensHe Ha BaHWIMH B KOHIEHTPUPAHO Maclo, Maclio U CMETaHa.

2. MertonpT 3a aHanu3, omucaH B npuioxkeHue XIII, ce wm3mons3Ba karo pedepeHTeH
METOJl 3a OIpejAeisHE Ha eTWIOB ecTep c OeTa-ano-8' chbIbp)kaHWE Ha KapOTHHHA
KHCEJIMHA B KOHIIEHTPUPAHO MacJio U Maco.

3. MeroaspT 3a aHanu3, omucaH B mpuioxkeHue XIV, ce u3monsBa Karto pedepeHTeH
METOJl 3a OIpEJEIsiHE Ha ChIbpPXKAHUE HAa CUTOCTEPUH WJIM CUIMAacTeposl B Macjiao U
KOHIIEHTPUPAHO MacIIo.

4. KOHLEHTpUPAHOTO Macjo, MacjIOTO W CMeTaHaTa ca MpOCIENeHH ChOOPa3HO
ChOTBeTHUTE mpaBmwia Ha OOMIHOCTTA, aKO TOIYYEHUTE PE3YyITaTH ca B ChOTBETCTBHUE
che crienudukanuuTe B naparpad 8§ oT NpuiIoKeHHUsTa, HocoueHu B naparpadu 1, 2 u 3.

Ynen 10
OTkpuBaHe HA Ka3eMH B KPaBe MJISIKO

1. Pe(bepeHTHHHT METO/ 3a aHaliu3, ONHNCAaH B IMPHUIIOKCHUC XV, CC M3II0J3Ba, 3a Jda CC
rapaHtupa, 4€ CUpCHE, KOCTO Tpr6Ba Ja € MpOU3BCACHO MU3KIIOYUTCIIHO OT OBUC MJILKO,
KO3¢ MIISKO WM OHBOJICKO MIISIKO WIIA CMEC OT OBYC, KO3€C H OMBOJICKO MIISIKO, Ha
IMpaKTUKa HE CbABPIKA Ka3€HUH OT KPaB€ MJISIKO.

Cunta CC, UC € HAJIMIC KAa3€HUH OT KpaBC MIIIKO, dKO BUJUMOTO CbABPIKaHUC HA Ka3CUH OT
KpaB€ MJIIKO B aHaJIM3WpaHaTa np06aTa € paBHO WJIK € MO-TOJAMO OT CHbABPIKAHHUCTO B
pe(bepeHTHaTa HpOGa, CbAbpiKalla 1% KpaBC MIJIIKO, KaKTO € OIMMUCAHO B ITPUIIOKCHUC
XV.

2. PyTHHHUTE METO/M 3a OTKPHUBAHE HA Ka3eHWH OT KpaBe MJISIKO B CUpEHaTa, IOCOUYEHU B
naparpad 1, Morat na Ob1aT U3MOI3BAaHU, IIPH YCIOBHE Ye:

a) rpaHunara Ha otkpuBase € 0,5 % win e no-Hucka,

0) HsAMa (aNIINBH MTOJIOKUTEITHU PE3YyITATH,
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B) Ka3eMHBT OT KpaBe MJIIIKO C€ OTKPHUBA MOCPEICTBOM HEOOXOMMAaTa YyBCTBUTEIHOCT,
JOpPU U ClIel ABJITH NEpUOJU Ha y3psiBaHE, KOMTO MOraT /Ja Bb3HMKBAT IpU OOMYalHU
TBPTrOBCKUS yCIIOBUS.

Axo mpenBUACHOTO B OykBa 0) M3HMCKBaHE HE € CIA3eHO, BCsKa MpoOa, KOSTO JaBa
MOJIOKUTENICH pe3yaTaT IMpH H3IMO0JI3BaHE Ha pedepeHTHHs MeTox, TpsiOBa aa Obre
aHaIM3MUpaHa.

AKXo TpeaBUIEHOTO B OyKBa B) M3MCKBAaHE HE € CIIa3€HO 3a €IMH OT BUIOBETE CHPCHE,
nocoueHu B maparpad 1, cupeHero TpsiOBa ja ObJe aHANM3MPAHO MPU H3IOJI3BAaHE Ha
pedepeHTHUsI METOI.

Ynen 11
OT1kpuBaHe HA (pOpMH HA KOJIM OAKTEPHU

1. PedepentHusit Meron 3a aHanu3, omnucaH B npuwioxenue XVI, ce usmonssa 3a
OTKpUBaHe Ha (GOpMHM Ha KOJM OakTepuud B Maciio, 00e3MaciIeHO Macilo, Ka3euH U
Ka3eHaTH.

2. PyrunauTte MeToaM 3a OTKpHBaHEe Ha (opMu Ha KOJIM OakTepuu MOTaT Ja ce
U3IION3BAT, NPU YCIOBUE Y€ MOJYYEHHUTE pEe3yJTaTH ca CPaBHUMHU C pe3yITaTuTe,
MOJTyYeHH 4pe3 peepeHTHHS METOJl, OMUCAH B YIOMEHATOTO MPUIOKEHUE. PyTHHHNTE
MeTOAM TpsiOBa Ja uMar, No-KOHKPETHO, aJIeKBaTHa rpaHulla 3a oTkpuBaHe. He Tps6Ba na
ce mojiydaBaT (PaJIIMBH TOJOXKUTEITHU PE3yaTaTh. AKO HE MOXe Ja ObJe M3KIIYCHO
MOJTy4aBaHETO Ha (aIIMBHU IMOJOKUTETHH PE3YJITAaTH, BCEKU IOJIOKUTENEH pe3yiTar
TpsiOBa J1a ObJIe MOTBBPJIEH YPE3 U3IOI3BAHE HA PEPEPEHTHUS METO/.

Ynen 12
ChabpkaHue HA JIaKTO3a

MeToabT 3a onpeziesisiHe Ha ChABPKAHUETO Ha JIAKT03a B MPOAYKTH, IOMAJaIll B KOJI 110
KH 2309, e onncan B npunoxenue XVIIL

Ynen 13
OTkpuBaHe HA CHPHUIIHA CYPOBATKA

1. MetoabT 3a ompejensHe Ha CHPHUIIHA CypoBaTka B 00€3MaclieHO MIISIKO Ha Tpax,
MpeAHa3HauyeHo 3a MmyOJuueH pe3epB, € omucan B npwiokeHne X VIIL

2. MeTonabT 3a onpezensiHe Ha CHUPUIIHA CypOBaTKa B 00€3MacieHO MIISKO Ha IMpax U

CMCCH, MPCAHA3HAYCHU 3a U3II0JI3BAHC KATO JKUBOTUHCKA XpaHa, € OIMUCAaH B IIPHUJIOKCHUC
XIX.
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Ynen 14
OTkpuBaHe HA MBTEHHIIA

MeToapT 3a OTKpUBaHE Ha MBTCHHIIA B 00€3MaclieHO MIIIKO Ha Tpax € OMHCaH B
npuiioxenne XX.

Ynen 15
AHTHOMOTHYHM YyTAHUKH

MetoapT 3a OTKpHBaHE Ha AHTUOMOTHYHM M CyJI(OHAMHUIHU/IATNCOHOBU YTalKu B
o0e3MaciieHO MIIIKO Ha Mpax € OmucaH B npuioxerne X XI.

Ynen 16
Chabpxkanue Ha 00e3MacjJeHo MJISIKO HA mpax

MeToabT 3a onpesesnsHe Ha ChAbPKAHUETO Ha 00€3MacIeHO MIIIKO Ha Ipax B CMECH OT
XPaHUTEIHU IIPOAYKTHU € OIUcaH B npuiioxkenue XXI

Ynen 17
OTtkpuBaHe Ha ckopOsIa

MeTtoasT 3a OTKpHUBaHE Ha CKOpOsisia B 00€3MacIeHo MIISIKO Ha Ipax, AeHaTypUpaHO
MJISIKO Ha IIpax U CMECH OT XPaHUTEIHU NPOAYKTH € onrcaH B npuinoxenne XXIII.

Ynen 18
Chbabp:kaHue HA BJAKHOCT B KHCEJIa MBTEHHIA HA MPax

MeTOI["bT 3a ONPCACIAHC Ha CHbABPKAHHUETO HA BJIAKHOCT B KUCCJIa MBTCHHILIA Ha IIpax,
IpeaAHa3HauYCHa 3a U3IMO0JI3BAHC B JKUBOTHUHCKHU XpaHH, € OIMUCAH B IIPHUJIOKCHUC XXIV.

Ynen 19
OTkpuBaHe HA YY:KIM Ma3HUHHA

MeToabT 3a OTKpUBAHE HA YYXKAW Ma3HUHHM B Ma3HUHM Ha MIISIKO € ONMCaH B
npuinoxenne XXV.

I'TABA 111

SAKIIOYUTEJIHA PASITIOPEIBA
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Ynen 20
N3menenns Ha Persament (EOQ) Ne 2771/1999
Pernament (EO) Ne 2771/1999 ce n3mensi, KakTo clie/iBa:

1. IIspBoTo w3peueHue Ha wieH 4, maparpadp | ce 3aMeHS CBbC CIEIHOTO:
,,KKOMIIETEHTHUTE OpraHd MpoBepsiBAT KaueCTBOTO HA MAacJOTO KaTo H3IMOI3BaT
METOJIUTE, ONMHUCAaHW B MpuiIoxkeHwe [, kakTo m Ha Oa3ara Ha mpoOU, B3eMaHH B
ChOTBETCTBHE C MpaBUIaTa, ONpeIesIeH B nipuioxenue [V.”

2. B mnpunoxenue I, Oenexxka mox nuHus Ne2 ce 3aMeHs ChC CIETHOTO: ,,Bmxk
npunoxenne [ kbm Permament (EO) Ne 213/2001”.

3. [Ipunosxenus 11 u 111 ce 3anuyasar.

4. B npenmnocieqHOTO U3peyeHue Ha npuioxenue 1V.2, nymurte ,,c npuioxenue III” ce
3aMEHSAT ChC ,,¢ npuioxenue VII kbm Permament (EO) Ne 213/2001”.

Ynen 21
H3menenns Ha Peraament (EQ) Ne 2799/1999
Pernament (EO) Ne 2799/1999 ce n3mens1, kakTo cieaBa:

1. YUnen 20, maparpadu 1, 2, 3 u 4 ce 3aMeHAT CbC CIEAHOTO: ,,1. ChAbpKAHUETO Ha
00e3MaciIeHO MIISIKO Ha TIpaxX B CMECH OT XPAaHHUTEIHU MPOIYKTH CE ONpPEEs Ype3 MoHe
JIBOMHO TeCTBaHE Ha BCsKa Mpoba KaTo ce M3MOoJI3Ba METOABT 3a aHAIN3, OMKCAH B
npwiokenne XXII kem Permament (EO) Ne 213/2001, nombiaHeH ¢ NpoBEpKUTE,
npenBuieHu B uieH 17, maparpad 3 oT HACTOSALIUS PEeriaMeHT. AKO MEXKIY pe3ylTaTuTe
OT T€3U MPOBEPKH MMa pa3JivKa, periaBalll ce siBsiBa pe3yaTaThT OT IIPOBEpKaTa Ha MSCTO.

2. OTCBHCTBHETO Ha CHPHINHA CypOBaTKa C€ MPOBEPsIBA Ype3 M3IMOJI3BAHETO HAa METOJa,
omucan B npuioxenre XIX kpM Pernmament (EO) Ne 213/2001.

3. CepabpkaHueTo Ha cKopOsiga B CMECH OT XPaHUTEITHH TNPOJIYKTH C€ OIpenes
MOCPEJICTBOM TPOBEPKUTE, TMpEABUIAEHW B uieH 17, maparpad 3 OT HACTOSIIHS
periaMeHT, KOUTO TpsOBa jaa OBJAT JONBJIHEHM C METO/Ja 3a aHaju3, ONUCaH B
npunoxerne XXIII kem Pernament (EO) Ne 213/2001.

4. CbObpKaHMETO HA BJIAKHOCT B KHUCEIa MBTEHHUIIA Ha Mpax Ce€ OmNpeaesst 4pe3
M3M0JI3BaHE HA METO/a 3a aHaIu3, onucaH B npuioxxkenne XXIV kbem Pernmament (EO) Ne
213/2001.”

2. [Tpunoxenus I, IV, V u VI ce 3annuasar.
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Ynen 22

OTMeHH
Pernamentun (EMO) Ne 1216/68, 3942/92, (EO) Ne 86/94, 2721/95, 1854/96, 1080/96,
1081/96, 1082/96, 880/98 u 1459/98 ce oTMeHAT.
[To3oBaBaHWsITA Ha OTMEHEHWTE pEIrJaMEHTH CE€ TBIKYBaT Karo I1030BaBaHHMs Ha
HACTOSIINS PErJIAMEHT.

Ynen 23

Bauzane B cuiia

Hacrosiuss pernmaMeHT Biau3a B CHJIa Ha CeIMUS J€H OT MYOJMKYBaHETO MYy B
Oguyuanen secmnuk na Esponetickume oownocmu.

Mertonure, kouto ca onucanu B npuioxenus I, IV.4, V, VI u VIII, ce npunarar ciexn
18 Mecela OT BIM3aHETO B CUJIa HA HACTOSAIIHUS PETJIAMEHT.

HaCTOﬂHII/IHT PEriIaMCHT € 3aABbJDKHUTCIICH B CBOATA LAJIOCT WM CC IIpWJiara IpsKO BLHB
BCHUYKH AbPIKAaBU-YJICHKH.

CucraBeno B bprokcen Ha 9 sHyapu 2001 roguna.
3a Komucusma:

Franz FISCHLER
qﬂeH HA KOMucuﬂma
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Nunexc

1IPHJIO’KEHHUE 1

(YUnen 2)

CIIMCBK HA PEOEPEHTHUTE METOIU

MuH. = MuHuMyM, Makc. = makcumywm, [Ipunoxxenne = [Ipunoxenne kpbM nutTupanus peraament, SNF = cyxo BemiectBo 6e3
MazHuHd, FFA = cBoOoanu mactHu Kucenunu, PV = nepokcunno uucno, A = ¢opma, F = Bkyc, C = koncucrenius, TBC =
obmio OaktepuanHO 4yucio, Therm = TepModmiHOo OakTepuasiHo ymuciio, MS = gppxkaBa-unenka, IDF = MexnaynapoaHa
benepanus mo miakoro, ISO = MexnayHaponna opranmzanus no crangaptute, [UPAC = MexnyHapoaeH cbio3 3a

TeopeTuyHa W npuioxkHa xumusg, ADPI = AmepukaHcku HMHCTUTYT N0 MiedHuUTe npoayktu, SCM = mnoxcnaneHo
KOHACH3HUPAHO MIIAKO, EMC = crecTeHO MIISKO MIIH CMCTaHa, MSNF = miteqno CYXO BCIICCTBO 0e3 Ma3HHUHU.
YACT A
Pernament Ha Komucusra | IIpogykr [TapameTsp I'panuna Pedepenren meron 3abenexka
Pernavent (EO) Ne | Heoconero maco Miteqnu Ma3HIHH min 82% [Mpunoxernne XI
2771/1999 myOTHIHO
Bona 1o 16% [punoxenune IX
cinappae (OB L 333, SNF 02% [Mpunoxxenne X
24.12.1999 1., ctp. 11) A p
FFA (Makc.) 1.2 mmole/100 g ma3uuna IDF cranpapr 6B: 1989
V (makc.) 0,3 meq. xucimopon/l 000 g | IDF crammapr 74A: 1991 | 3abenexka
Ma3HUHA (aHrNHIiCKA BEepCHs) 1
®dopmu Ha KoK OaKTepHn Heycranosumo B 1 g [punoxenne XVII gaGenecha
Hemneuna masnuHa Heycranosumo ype3 | IIpunoxenne XXVI
TPUTIIMLIEPU/ICH aHATN3
CreposiHu HHAUKATOpU Heycranosumo IMpunoxenne XIV
Jpyru nnaukaTopu:
— BaHUJIUH HeycranoBumo ITpunoxxenune XII
— CTIUIOB ECTEP OT KApOTHIHA HeycranoBumo IIpunoxenne XIII
KHCEeINHA
- TDHTTHICDIH ot Heycranosumo IUPAC 2.301 sub 5
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CeH30pHH XapaKTePUCTHKH

Bonna nucnepeus

Haii-manko 4 ot 5 To4ku 3a
A, KuB
Haii-manko 4 Touku

[Ipunoxxenue VII

IDF crammapt 112A: 1989

Permament (EO) Ne 3abemnexka
2771/1999 Heoconeno macio MileyHr Ma3HUHA min 82% IMpunoxenne XI 6
YacTHO CcKITamgmpaHe Boma 1o 16% [Mpunoxenne IX
Pernament (EO) No 3a0enexka
2771/1999 OcouieHo Macio Mieunu Ma3HUHU Mun. 80% [Ipunoxxenune XI 6
YacTHo ckiamupane Bona Jo 16% [Tpunoxxenune IX
COJI 1o 2% IDF cranmapt 12B: 1988
Pernament Ha Komucusara | IIpogykr [TapameTsp I'panuna Pedepenren meron 3abenexka
Pernavert (EO) N | Heoconero maco MieuHu Ma3HUHU Mus. 82% [punoxxenune XI
257131 (OB L 350, Bona Jlo 16% [punoxenne 1X
20.12.1997 r., c1p. 3) A p
WNunukaropu:
— CTEpOIIHU ITpunoxxenue XIV
— BaHWIUH [punoxenune XII
— eTUJIOB €CTep OT KapOTHHHA Tpmnoserue XIIT
KHCeJIMHA
— TPUTITUICPUAH oT IUPAC 2.301 sub 5
XeNTaHOBa KUCEITNHA
Permament (EO) Ne | Oconeno macio
2571197 MUTeUHN MA3HIHI min 80% [Mpunoxenne XI
Boxa 1o 16% [Mpunoxenune 1X
Cox 1o 2% IDF crannmapr 12B: 1988
HNunukaropu:
— CTepOIHn IMpunoxenne XIV
— BaHUJIUH ITpunoxxenune XII
— €TWIOB €CTep OT KapOTUHHA [Mpunoxxkenne XIII TUPAC
KHCEITMHA — TPUTIIULEPUIH OT 2.301sub5

XCNITaHOBA KUCCIIMHA
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Pernament (EO) Ne | Kornentpupano Miieunn Ma3HUHHA Mmun. 99,8% IDF cramnmapr 24: 1964
2571/97 Macio
Binaxxaoct 1 MSNF Jo 0,2% IDF crammapr 23A: 1988
(BIaXXHOCT)
IDF  crammaptr 24: 1964
(MSNF)
FFA 1o 0,35% (oneuHoB) IDF cranmapt 6B: 1989
PV (makc.) 0,5 meq. xucnopon/l 000 g [ IDF crammapr 74A: 1991 | 3abenexka 1
Ma3HHUHA (aHrnuiicka Bepcusi)
Hemneuna mazHuHa OTCBHCTBUE npunoxenue XXV
Bxkyc YUCTO
Mupsma OTtcheTBHE Ha qyKIU
Ma3HUHH
Hpyru OtcbeTBUE Ha
HEeyTpaIu3upaIu areHTH,
AQHTHOKCU/IAaHTU u
KOHCEPBaHTH
MNunukatopu:
— CTEpOIHU ITpunoxxenne XIV
— BaHWIUH [punoxenune XII
— eTHJIOB ecTep OT KapOTHHHA Tpmnoserue XIIT
KHCEMHA
— TPUTITUICPUAH oT IUPAC 2.301 sub 5
XEIITaHOBa KUCEINHA
Pernament Ha Komucusra | Ilpoaykr [Tapametsp I'panuna Pedepenten meton 3abenexka
Permament (EO) No 0 .
2571/97 cMeTaHa Ma3HHHA 35% IDF cranmapt 16C: 1987
HNunukaropu:
— CTEepoJH Mertonu, 0100peHH or | 3abenexka 2
KOMITETEHTHHSI OpraH
— BaHUJINH ITpunoxxenune XII
— ETUJIOB €CTep OT KapOTHHHA Mertonn, 0106penn or | 3abenexka 2
KucemHa KOMIIETEHTHHS OpraH
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— TPUTTHLEPUAN oT
XEINITaHOBA KUCEINHA

IUPAC 2.301 sub 5

Permamenr (EMO)  Ne
429/90 (OB L 45,
21.2.1990 r., ctp. 8)

Konuentpupano
Macio

Mneynn Ma3HUHHA

SNF

WNunukaropu:

Mun. 96%

1o 2%

15 g/100 kg KoOHIEHTpHPaHO

Mertonwu, onoOpeHn
KOMIIETCHTHUS OpraH

Mertou, 0/100peHn
KOMITETEHTHHS OpraH

oT

oT

3abenexka 2

3abenexka 2

— cturmactepoi (95 %) [Ipunoxenne X1V
Macio
— cturmactepod (85 %) i;cgi)loo kg KoHUEHTPUPaHO Ipunoxenne XIV
— TPUTIHLEPUIA or | 1,1 kg/100 kg IUPAC 2.301 sub 5
XEMTaHOBA KUCEINHA KOHI[EHTPHUPAHO MACJIO
— eTHJIOB ecTep OT MacieHa | B¥ok npunoxenwue, Touka 1(8) | Ilpunoxenne XIV 3abenexka 2
KHCEJIMHA W CTUTMacTepPOT
— nerutyH (E 322) 110 0,5% Merou, o106peHn orT | 3abenexka 2
KOMIICTCHTHHUS OpTraH
NaCl 10 0,75% IDF cranpgapr 12B: 1988
FFA o 0,35% (onenHoB) IDF cranmapr 6B: 1989
PV (makc.) Jo 0,5 meq. kucnopoxn/1 000 | [DF craugapt 74A: 1991 3abenexka 1
0 Ma3HMHA (aHrmnuiicka Bepcusi)
Bxkyc Yucro
Mupusva OTtcbeTBHE Ha YYKIU
Ma3HUHH
Ipyru OTtcheTBHE Ha
HEYTpaIH3upaIln areHTH,
AHTHOKCHIAHTH "
KOHCEPBAHTU
Permamenr (EMO)  Ne
2191/81 Heoconeno macno Mie4Hu Ma3HHHU Mun. 82% Ipunoxenne XI
(OB L 213, 1.8.1981 r,, Bona 1o 16% [Mpunoxenne X

ctp. 20)
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Pernament va Komucusta | mpomaykr napamMeThbp rpaHuIa Pedepenren meron 3a0emnexKa
gigﬁgf ar (EMO) - Ne OconeHo Macio Mieqan Ma3HIHHA Mus. 80% [Mpunoxernne XI
BOJA Jo 16% ITpunoxenune IX
con Jo 2% IDF crannapr 12B: 1988
Unen 9 m Pasgen Il ma | Cupene, Kpase mitsiko <1% [Ipunoxenune XV
Permament (EO) Ne | mpomsBeneno ot oBue
1255/1999 W/WITA KO3€ MIISIKO
gg;ﬁj‘g‘g‘” (EMO)  Ne Knlfc‘i":;:ﬁi I = soma To 12,00% IDF crannapr 78C: 1991
Masuunu Jo 1,75% IDF cranpmapt 127A: 1988
CB00OIHA KHCETHHHOCT 10 0,30% (muteuen) IDF crammapr 91: 1979
Permamenr (EMO)  Ne | Ilpumoxenme [ — 0 )
2921/90 CHDHIIEH KaseHH Bona Jo 12,00% IDF crannpapt 78C: 1991
Masuunu Jo 1,00% IDF cranpmapt 127A: 1998
[Inaka Mus. 7,50% IDF cranmapt 90: 1979
Permament (EMO)  Ne | Ilpmwnoxenne [ — o .
2921/90 KA3eHATH Bona Ho 6,00% IDF ctannmapt 78C: 1991
MaieueH npoTenH Mus. 88,00% IDF crannapt 92: 1979
Mas3HuHu U nuraka 110 6,00% IDF cranpapt 127A: 1988
IDF crannapr 89: 1979 umn
IDF crannmapt 90:1979
Permamenr (EMO)  Ne | Ilpumoxenwme II — | Bomma  kmcemmaHOcT — 6e3 | Jo 10,00% IDF crammapt 78C: 1991
2921/90 KHCEJT Ka3euH masuuan TBC (Mmakc.) o 1,50% IDF cranmapt 127A: 1988
o 0,20% (mneueH) IDF cranmapr 91: 1979
30000 I/g IDF cranmapt 100B: 1991
3abenexka
3
®opmu Ha KoJM GakTepuu OtcoerBue B 0,1 g IMpunoxenne XVI 3abernexka
Therm. (maxc.) 5000 I/g IDF cranpmapr 100B: 1991 3
3abernexku
3u4d
Permamenr (EMO)  Ne | Ilpmmoxenwe II — o .
2921/90 CHPHILIEH KaseHH Bona o 8,00% IDF crannmapt 78C: 1991
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Ma3zuunu 1o 1,00% IDF crannmapt 127A: 1988
[lnaxa min 7,50% IDF crannmapr 90: 1979
TBC (Mmaxc.) 30000 I/g IDF cranmapt 100B: 1991 3al0esexka
®dopmu Ha KoM GaKTepuu OtcnerBue B 0,1 g ITpunoxenne XVI 3
Therm. (Makc.) 5000 /g IDF cranmapt 100B: 1991 3a0enexka
3
3abenenKu
3ud
Pernament na Komucusita | mpoaykT IMapameTsp rpaHuIia Pedepenren meron 3a0enexKa
Permament (EMO)  Ne | Ilpmnoxenue II — o .
2921/90 KA3eHATH Bona Ho 6,00% IDF ctrannmapt 78C: 1991
MiedeH npoTenH min 88,00% IDF cramnmapr 92: 1979
MasHuHN ¥ nutaka Jo 6,00% IDF cranpmapt 127A: 1988
IDF cranpgapt 89: 1979 wumm
90:1979
TBC (maxc.) 30000 I/g IDF cranzapt 100B: 1991 3366“6’“3
®dopMmu Ha KON OaKTepUH OrtcnerBue B 0,1 [Tpunoxenne XVI §a6ene>1<1<a
Therm. (maxc.) 5000 /g IDF crangapt 100B: 1991 3abenexKu
3u4d
Permament  (EMO)  Ne | Ilpmnoxenue III — 0 .
2921/90 KA3CHATH Bona I[c_> 6,00 % IDF ctannmapt 78C: 1991
MuedeH npoTenH min 85,00% IDF crannapr 92: 1979
Ma3zaunu o 1,50% IDF ctannmapt 127A: 1988
Jlakro3a Jo 1,00% IDF crannmapr 106: 1982
Inaku o 6,50% IDF cranmapt 89: 1979 wmu
90:1979
3abenexxka
DopMI HA KO GAKTEDHI 30000 I/g IDF crannmapr 100B: 1991 3
P ° P OtcoerBue B 0,1 g IMpunoxenne XVI 3abernexka
3
Therm. (maxc.) 5000 I/g IDF cranpmapr 100B: 1991 3abernexku
3u4d
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Pernament (EO) Ne | Cmecu ot | Boma (kucena MbreHuina Ha | Jlo 5%
2799/1999 (OB L 340, | xpanuTenHu pax) MpoTenH 31,4% (min) ot cyxoTo
31.12.1999 r., ctp. 3) MPOIYKTH u | Boma (SMP) BEIIECTBO O€3 Ma3HUHU )
00e3MacieHo  MIIIKO 10 5%
Ha mpax (SMP) (3a
H3II0JI3BAaHE B IDF cramnmapt 20B: 1993
JKUBOTHHCKA XpaHa) IDF cramnmapr 26A: 1993
Ma3zuunu (SMP) Jo 11% IDF crannapr 9C: 1987
Cupuina cyposatka (SMP) OTtcbeTBUE ITpunoxenue XIX 3366%)“3
Ckop6sina (SMP) OtcheTBHE [Tpunoxenne XXIII
0
Bosa (cMecH) Mo 5% OT CyXOTO BEWECTRO | e omant 26A: 1993
6e3 Ma3HUHU
Ma3HHUHHU (CMECH) — HupextnBa Ha Komwucusara
84/4/ENO (OB L 15,
18.1.1984 r., ctp. 28)
CHpHIIIHA CypOBaTKa (CMecH) OtcbeTBUE [punoxenne XIX
SM{) CRAPPIRAMIE (na Mus. 50% [Mpunoxenne XXII 3abenencxa
KpailHUs OPOAYKT) 7
. JupextuBa Ha Komucusara | 3abenexka
0 0
Ma3HHHH (B KpaitHust nmponykT) | MuHs. 2,5% unu 5% Q4/4/E1IO 8
CKopOsiIa (B Kpamus | 0 5o, Tpmoserue XXIIT 3abenexka
MIPOIYKT) 9
Men (B KpalHUSI TPOAYKT) 25 ppm HupextuBa ©Ha Komucusara
78/633/EMO (OB L 206,
26.7.1987 r., cTp. 43)
Pernament Ha Komucusara | nponykr [Tapametsp rpaHuia Pedepenten meton 3abenexka
Pernament (EO) Ne 322/96 | SMP (cripeit) Ma3HUHH 10 1,0% IDF cramnmapr 9C: 1987
(OB L 45, 23.2.96 r., ctp. MIPOTEUH 31,4% (min) or cyxoro IDF crannapt 20B: 1993
5) BEIIECTBO 0€3 Ma3sHUHHU
Bona Jo 3,5% IDF crannapr 26A: 1993
Kucemmanoct (N/10 NaOH) Jo 19,5 ml IDF crannapr 86: 1981
JlakraTtu o 150 mg/100 g IDF crangapr 69B: 1987
Dochatu OTtpurnarenHo ISO cramnmapr 3356: 1975
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PasTBOpsiemocT

OO0ropeny YaCTHIKN

o 0,5 ml mpu 24 °C
®unrep B min (15,0 mg)

IDF crammapt 129A: 1988
ADPI: 1990

TBC 40 000/1 g IDF cranmapr 100B: 1991 game)‘“‘a
®opmu Ha Konu OaKTepun orpunarenxo/0,1 g [Mpunoxenne XVI §a6ene>1<1<a
MpTenuna Otpunarenso [Ipunoxenne XX
Cupumiaa cypoBaTKa Otpunarenso punoxernne XVIII
Kucena cypopaTka OTPHLATETHO Mertor, on06peH or | 3abenexka
KOMITETEHTHUSI OpraH 2
AHTHIMHKPOOHH areHTH [punoxenne XXI
YACT b
Pedepentanre Metonu, n30poeHH B 4acT b, Morat na ObAaT M3MOI3BaHM 3a MPOIYKTUTE, 0OXBAHATH OT HAKOH OT perylaMeHTHTE, N30pOeHH B KOJoHa 1.
Pernament Ha Komucusara | nmpoaykr Kox mo KH napaMmeTsp rpaHuna Pedepenten meton i;ﬁenem
Permamenr (EMO) Ne | Mmsaxko u cmertana, | 0401 Ma3HHHH (< 6%) I'panunuTe ca  te3y, | IDF crangapt 1D: 1996
2658/87 (OB L 256, | HeKOHICHTPUPAHH, Ma3HHHH (> 6%) onpenenenu B onucanueto | IDF cranmapr 16C: 1987
7.9.1987 r., crp. 1) | HUTO MOACITANCHH ChC Ha Koja IIO 3a
Pernamenr (EO) Ne | 3axap wmmm  gpyr crneuupUYHUsT  TPOIYKT,
2414/98 (OB L 299, | moacnaguren JeGuHMpaH  MO-HATATHK,
10.11.1998 r., ctp. 7) KOraTo € TpPWIOXKUM B
Pernamenr (EO) Ne Pernament 3846/87/EMO
1374/98 (OB L 185, Ha Komucusra (OB L 366,
30.6.1998 r., ctp. 21) 24.12.1987 r., crp. 1),
Pernament (EO) No yacT 9 oOT ekcrnoprHaTta
2508/97 (OB L 345, HOMEHKJIATYpa, Wi
16.12.1997 1., ctp. 31) Permament  1374/98/EO
Permament (EO) Ne (OB L 185, 30.6.1998 .,
174/1999 (OB L 20, cTp. 21)
27.1.1999 r., c1p. 8)
Pernament na Komucusita | npogykr Kox nmo KH apaMmersp rpaHuua Pedepenren meron 3a0emnexKa
Misiko W cMmeraHa, Ma3HUHH (Teuna
HEKOHLEHTPUPaHH, 0402 thopma) IDF crannapr 13C: 1987
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HUTO TOJCJIAJICHH ChC
3axap WM JIPYT

TOJICTIATUTEIT
Ma3HAHA (TBBpHA )
(bopma) IDF crammapt 9C: 1987
IIporeun IDF crannapr 20B: 1993
3axapo3a  (HOpMATHO IDF cramaapt 35A: 1992
ChIbPKAHUE)
3axapo3a (HECKO Metomu, omobOpern ot | 3abemexka
ChIIbPIKAHIC) KOMIICTCHTHHUS OpraH 2
Cyxo BEIIECTBO IDF crannmapr 15B: 1991
(SCM)
Cyxo BEIIECTBO IDF crannmapr 21B: 1987
(EMC)
Boma  (wmixo —u IDF cranmapt 26A: 1993
CMeTaHa Ha Tpax)
MBTCHHUIIA,

dbepmenTupana  wH
BKHCHaJIa, MIJIFIKO H

CMeTaHa,

KoHUeHTpupanu wuiu | 0403 MasHuHn IDF crannmaptu 1D: 1996,

HEKOHLICHTPHPAHH,

HOJICTIalICHU ChC

3axap WM Jpyr

HOJICTIAIUTEN
9C: 1987, 16C: 1987, 22B:
1987,
126A: 1988

MPOTEHH IDF crannmapt 20B: 1993

3axaposa  (HOpMaIHo IDF cranmapr 35A: 1992

ChbABPKAHUC
Hbp ) Meronu, omoOpeHu  OT
3axaposa (HUICKO 3abenexka
KOMIIETCHTHHA OpTaH
CBIIbpXKAHNE) 2
BOJIA (xucena [punoxenne XXIV
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CypOBaTKa,
KOHLIEHTPUpPAaHA WIIH
HEKOHLICHTPHUpaHa,
HojciazeHa ChC
3axap ~ MIM  JApYT
HOJCTaUTE;
MPOAYKTH, CHCTAaBEHU
oT HaTypaIHH
MJIEYHH ChCTaBKU

Macino u  gpyru
Ma3HHHH, IOJIYYEHH
OT MIIIKO
; MJIGYHH TIacTH 3a
HaMa3BaHe
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0404

0404 90

0405

Macio

Macio 3a
MIPOU3BOJI-
CTBO Ha

MBTEHHIIA Ha TIPax)

Boma (cmamka
MBTEHHIIA Ha TIPax)

Cyxo BEILECTBO
(Apyru pOIYKTH)

MasHuHU

[Iporeun

3axapo3a (HOpMaJIHO
CBIIbpPXKAHNE)
3axapo3a (auCKO
CBIIBpPXKAHNE)

IIporeun

Bona

Cyxo0 BelecTBo
(KOHLICHTpUpAHU
TIPOIYKTH)

Masuuan (ako ca <
85 %)

BOJIa
SNF
NaCl

Ma3HUHH (aKo ca > 99
%)

IDF cranmapt 26A: 1993

Meroan, omobpeHH OT
KOMIIETeHTHHUS OpraH

IDF crannmaptu 9C: 1987,

16C: 1987
22B: 1987
IDF crannmapt 20B: 1993

IDF cranmapt 35A:1992
Meronu, omo0peHu  OT

KOMIIETCHTHHSA OpTaH

IDF cranmapr 20B: 1993
IDF cranpapt 26A: 1993
IDF cranpapr 15B: 1991
IDF cranpapr 21B: 1987

IIpunoxenne XI

IIpunoxenne IX
Ipunoxenne X
IDF crarmapr 12B: 1998

IDF crannapr 24: 1964

3abenexka
2



MaprapuH

BoJa (aKO Ma3HMHUTE
ca<99 %)

IDF crannmapr 23A: 1988

Pernament Ha Komucusita | IIpomgykr Kon mo KH napameTsp rpaHuIa Pedepenren meron 3a0emnexKa
CupeHe u u3Bapa 0406 Cyxo BemecTBO OT IDF crannmapt 5B: 1986
Ma3HUHU IDF cranpmapt 4A: 1982
Cyxo BEIIECTBO IDF crannapr 58: 1970
(Ricotta) IDF crannmapt 88A: 1988
NaCl IDF cranmapt 79B: 1991
JaKTO3a
Cmecu oT
}z)gg;?g; ur (EMO) - Ne XpaHUTEIHU 2309 JIaKTO3a [punoxenne XVII
NPOJYKTH

Benexkn KbM criuchbka oT peepeHTHUTe MEeTO 1 Ha EBporeiickust chro3:

benexcka 1: I3onupane Ha MIIEYHU Ma3HUHH, KakTo € onucano B IDF crangapt 6B: 1989 (3amuTa ot cBeT/nHA).

benexcka 2: He e cp3naneH pedepeHTeH MeTOI.

beneaxcka 3: Cnensa na 6b1e noarorsena npoda B crorBerctBre ¢ IDF cranmapt 122C: 1996 unu IDF cranmapt 73A: 1985.

benexcka 4. Nukybanus 3a 48 yaca npu temneparypa ot 55 °C; Ou cieABaio a ce MOoJIOkKAT TPKU 3a MPeOoTBpaTsIBaHe

H3CYHIAaBAHECTO HA CpCJiaTa Ha np06aTa.

beneacka 5:% SNF =% cyxo BemectBo —% Ma3HUHa.

beneosicka 6: Macnoto TpﬂGBa Ja OTroBapsA Ha HAIlMOHAJIHUA KJIAC 34 KA4YCCTBO Ha AbpiKaBaTa-4JICHKAa Ha IMPOU3BOACTBOTO,

nocoyeHa B npuioxxkenue V Ha Pernament (EO) Ne 2771/1999 na Komucusira.

benexcka 7: Nupextuna 84/8/ENO na Komucusra.

32001R0213.doc - LIITP - penaktupan



beneoicka 8: Permament (EO) Ne 1758/94 na Komucusita (OB L 183, 19.7.1994 r., ctp. 14).

beneocka 9: Nupexrusa 78/633/ENO na Komucusra.
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IIPHJIO>KEHUE 11
(Ynen 3)

ITPOBEPKA HA ITOJIYYEHUTE YPE3 PYTUHHUTE METO/JIU PE3YJITATH,
KOUTO CA BJIU3KHU 10 'PAHUIUTE, ONPEAEJEHU B PETJIAMEHTUTE
3A UBUCKBAHUATA 3A CBbCTAB U KAYECTBO

AXO m e rpaHuIa 32 U3UCKBAHUATA 32 ChCTaB U Ka4eCTBO, ONPEEIICHA B PErJIaMEHT, TO
peuieHueTo 3a rpanunara (L) e:

L=m,

aKo RRout/RRefS 1

RRout: rpanuiia Ha B3IIPOU3BEKIaHE HA PYTHHHUS METO/
RRef: rpanunua na Bp3nponssexaane Ha peepEHTHHS METO.

Axo m e ropna rpanuna u R /Rp (> 1, peliennero 3a rpanuuara ce nojydyasa Karo ce
u3non3Ba popmMyara:

L=m, - [(qu.x:/RRel) - 1] - CrDys

AKO TIpY CBIIMTE YCIOBHsA M, € JOJHA IPaHMIA, PEHICHUETO 3a TPAHUIATA CE MONyda
KaTo Cce M3Moi3Ba popMmyiaTa:

L = m, + [(Reou/Raer) — 1] - CrDys

kb1eT0 CrDy € KpuTryHaTa pasiuka Ha peepeHTHUs METO (BUK NpuiioxkeHue IV).

Korato m e ropHa rpaHdila, OKOHYATEIHHUAT PE3YNTaT 3a PEIICHHETO Ha TpaHMIaTa,
MOJTy4YeH 4pe3 M3IMO0J3BaHEe Ha PYTHHEH METO[, TpsiOBa /a ObjJe 3aMEHEeH ¢ OKOHYaTeNeH
pe3yJnTar, oJIydeH 4pe3 U3IoI3BaHe Ha pedepeHTeH MeTo. To31 OKOHUYaTeNneH pe3yinTaT
TpsiOBa 1a ce 0a3upa MOHE Ha ChIUSA Opoi aHANM3HW/MIPOOH, KAKTO OKOHYATEIHHUST
pe3yInTar, MOoJIy4eH 4pe3 U3M0I3BaHe Ha PYTHHHUS METOI.

Korato m e pmomnHa rpaHuna, cbliaTa mnporexypa TpsOBa naa ObJe cienBaHa 3a
OKOHUATEeJIeH pe3yiTaT, KOWTO ce HaMupa IOJ PEIIEHHETO 3a IPaHHIa, MOJIYy4eH upe3
U3II0JI3BaHE HA PYTHHEH METO/I.

beneoicka
l'opeonmcanara mporeaypa Moxke Aa ObAe clelBaHa, aKO HsIMa HAIWIE OTKPUBACMHU
MaTpUYHU €PEKTH.

Matpuunute edekTu mMorar jaa ObJaT OTKPUBAHU MO CIEAHHS HAYMH: 32 BCSKa Mpooa,
U3MON3BaHa 3a KanuOpupaHe, ce ONpeness pasnukara (W,) MEKIy pPe3yNTaTure,

MOJIy4€HU C peepeHTHHS U PYTUHHUS METO/.
CraHapTHOTO OTKJIIOHEHHE CE€ U3UHCIIABA Upe3 U3MO0I3BaHe Ha (opMyraTa:
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s=/(Zw)/2m

m: Opoil mpoOu, N3MOA3BaHU 3a KaTuOpHpaHe
To ce cpaBHABa C apUTMETHYHOTO 3HAYCHHWE HA TIOBTAPSIIOTO CE€ CTAaHAAPTHO
OTKJIOHEHUE Ha pe(epEeHTHHS U PYyTUHHUSI METOI:

Marpuuen edext Moxke J1a Ob/ie U3KIIF0YEH, aKO:

mes’/s’ > Chi},

KBETO,

f = m (f: Opoii Ha CTEIIEHUTE Ha cB000/1a)

0= BEpOSTHOCT 3a rpemika; a= 0,05.

B To3u cnyqaﬁ, npean ga CC OomIpeacyii pCHICHUCTO 34 I'paHUla, Ca HCO6XO,I[I/IMI/I I10-
HaTaTbIIHW U3CJICIBaAHHWAA.
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1IPHJIO’KEHUE 111

(UnenoBe 4 u 5)

a) mpoueaypa 3a omnpeaeidsiHe CbOJIOJIABAHETO HA YCTAHOBEHAa TpPaHWIA Ha
Bb3IPOM3BekKIaHe (XUMUYECKU AHAJIU3)

CwOmrogaBaHeTo Ha TpaHMIIaTa Ha BB3IPOU3BEKIAHE CE MPOBEPS Upe3 CpaBHSIBAHE HA
abOPATOPHATE PE3YNITATH C Pe3yITaTHTe OT nabopatopus ¢ omut (1*), momyuenn upes
W3IIOJI3BaHE Ha WJIEHTHYHAa mpoba. B nBere maboparopuu ce H3BBPIIBA JBOWHO
OTIpeJIeNISIHE M PE3YJITaTUTE Ce OLEHIBAT Ype3 U3I03BaHe Ha (hopMmyIara:

i 1
CrDy (|5, — 72) = \/R* — =
(51 — ) = /R =3

KBJCTO:
CrD 95: kputnuna pasnuka (P =0.95)

y —1: apuTMETHYHO 3HAYCHUE Ha JIBaTa PE3yJITara, MOoJIy4eHHu B JabopaTopus 1

Yy —2: apUTMETHYHO 3HAYCHUE HAa JIBaTa PE3yJTara, MOJyueHHU B JlabopaTopus 2

R: rpanuiia Ha B3NMPOU3BEKIaHE, KOSATO CIIEBA JIa CE ONPEENI YPe3 HHTEPIIOJIAIUS
r: TPaHWIIA Ha BB3MPOU3BEK IaHE, KOTATO MPEIM3HOCTTA CE IPOMEHSI ¢ HUBOTO.

Axo KpUTH4YHAaTa pasjiiKa € IMPCEBHUIICHA, TO TOraBa B PaMKUTC Ha CJIICABALIUTC JBa
MEcCeCla Tpr6Ba Ja 6’5,[[6 HU3BBPHICH APYI' CKCIICPUMCHT. Axo PE3YITATUTE OT BTOPHA
CKCIICPUMCHT HE OTroBapsT Ha CPpaBHUTCIIHATA I'PaHHIIA, KOMIICTCHTHUTEC OPraHu TpSI6Ba
Aa npeamnpuemMar HeO6XOI[I/IMI/ITe CTBIIKH.

(0) npoueaypa 3a noJy4yaBaHe Ha BpeMeHHa rpaHuua HA
Bb3NPON3BeKIaHe(XUMHUYECKH AHAJIN3)

BpeMeHHa rpaHvna Ha BLSHpOI/ISBC)KI[aHe(R ) CC IIOJIydaBa 4YpE€3 MH3IO0J3BAHC Ha

prov.
CJICAHOTO YPAaBHCHHUC!:

y —1: cpeaHa CTOMHOCT Ha JBa pe3yiTara, ojiyuyeHH B JabopaTtopus 1

y —2: cpemHa CTOMHOCT Ha JiBa pe3yiTara, MOJMydeHH B Jaboparopus 2 (BHXK
ITpunoxenue I11a)

I: TpaHHIla Ha BB3MPOU3BEXK/IaHE WIIM BPEMEHHA IPAaHUIIa Ha Bb3IPOU3BEKIAHE.

Benexcru:
1. R prov moxe na ce H3MOJN3BAa 32 H3YMCISBAHE HAa KPUTHYHU TPaHUIM (BUXK

JlabopaTopust ¢ onut 61 creaBaio na Obe Mo NPUHIMI 1a00paTopus, KOSTO € ydacTBalla yCHEUIHO WM B YTBbPXK/IaBaHEe Ha
TECTOBHSI METOJ| MJIM B TECT 32 NMPO(ECHOHATHOCT.
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npuioxxenue VI).
2. R prov ce ¢pukcupa Ha 2r, ako U34HCIEHAaTa CTOMHOCT 3a R prov e mo-manka ot 2r.

3. AKo u3uucieHaTa CTOMHOCT € IMO-ToJsiMa OT 3r WM € JIBa MbTHU MO-TojsiMa OT R-
CTOMHOCTTA, HM3YHMCIICHa C ypaBHeHueTo Ha XopButh (*), To Toraa R prov e c
HEMPUEMIIUBO BHCOKAa CTOMHOCT W HE MOXXE Jla C€ H3MOJ3Ba 3a HW3YUCISIBAHE Ha
KpUTHYHATA TPAHHUIIA.

4. CtoliHOCTTA Ha Rprov Ou crenBano ga Obae omnpesensHa MOHE BEIHBXK TOJAMIIHO Ha

0a3ara Ha pe3yJITaTUTE, MOJIYYCHH B JIBE JIA0OpAaTOpHH (BHXK IPHIOK eHue [V).

5. Cpennara crtoiiHocT Ha R prov tps6sa na Obae M3MONI3BaHA 3a M3YMCISBAHETO HA
KpUTUYHHU rpanund. Jlanenure B 2 u 3 npaBuia ce Ipujarar 3a cpeHara croifHoct Ha R
prov.

(*) YpaBuenue Ha XOpBHTIL:
RSDR(%) P 21 0,5 logioC

KBJIETO!
RSDg: OTHOCHTENHOTO CPABHUTEIHO CTAHIAPTHO OTKIOHEHHE

C: KOHIIEHTpaI¥sl, H3pa3eHa KaTo jaeceTruHa apoo (mpumep: 10 g/100 g = 0,1).

llozo06asanus:
Peeler, J.T., Horwitz, W. and Albert, R.

J.Ass. Off. Anal. Chem.

72(5), 784-806 (1989).

I'pannnara Ha BB3mpousBexaane (R-croiinoct) e momydena or uzumcienata RSD,-
CTOMHOCT, KaKTO CJIE/(BA:

R = 0.0283 % RSD,

(XZ Cp€aHa apuTMCTUYIHA CTOMHOCT Ha IMMOJIYYCHUTC pCSYJ'ITaTI/I)

Hsaxou usuucnenu RSDy - cmotiHocmu (npumepu)

Konnenrparnus RSD R (%)

19/100 g 4
0,01 g/100 g 8
1 mg/1000g 16
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[Tpu xonnenTpanus Ha aHanut ot 1 g/100 g, ce moyyaBa cieHaTa CTOHHOCT:
R =0.0283x1x4=0,11g /100 g
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IIPUJIOJKEHUE IV
(Unewn 4)

OIIEHKA HA AHA/IMTUYHUTE PE3VYIITATH, IIOJYYEHM YPE3
MN3I10JI3BBAHETO HA YTBBPAEHU METOIHU

CpenHo apuTMeTHYHATa CTOWHOCT Ha JBAa WJIM IOBEYE pe3yiTara ce W3YUCIIABA, aKO
AQHAIMTUYHMAT Pe3yaTaT IOKa3Ba, 4e € MpeBuineHa rpanuna. ClemHata mporeaypa
ciie[Ba 1a ObJe cra3BaHa:

1. B ciyudaute, B KOUTO aHAJIUTUYHUAT PE3YJITAT IPEJCTaBiIsIBA €AMHUYEH DPE3YTar,
TpsiOBa na ObjA€ M3BBPLICH BTOPH AHAIU3 NPU CPABHUTENHU YCJIOBUS. AKO M JBara
aHaJiu3a He MoraT Ja ObJaT U3BBPIICHU IPU CPABHUTEIHHU YCIOBHS, CE W3BBPILIBA
JOIIBITHUTEIIEH IBOEH aHAJIN3 IIPU CPABHUTEIIHU YCIOBUS U TE€3H PE3YJITAaTH CE U3I0JI3BAT
3a OIIEHKaTa Ha ChOJII0JaBAaHETO HA KpUTUYHATA IPAHULIA.

2. AOcomoTHaTa CTOMHOCT Ha pa3iuKaTa MEXIy CpelHaTa CTOWHOCT Ha Pe3yJITATHUTE,
MOJIy4YEHU TP CPaBHUTEIIHU YCJIOBHSI, U TpaHUIaTa € onpeeneHa. AGCONIOTHA CTOMHOCT
Ha pa3jiKara, KOsITO € MOo-rojisiMa OT KpUTHYHATA pa3iiiKa, OKa3Ba, Y€ aHaJIU3upaHaTta
npo0a He U3MbIHABA U3UCKBAHUSITA.

KpI/ITI/ILIHaTa pas3iimKa C€ OIIpCaAciIAA Ype3 U3II0JI3BAHC Ha CJICAHATa (1)OpMy.]'IaI

0.84 5 ,n—1
CrDos([y — m,|) :W R -l =

KBJETO:

y: CpellHa CTOMHOCT Ha MOJy4YEeHHUTE Pe3yJITaTH

M O: rpaHuIa

n: 6poit ananu3u/mpodu

AKXO TIpenM3HOCTTA C€ MPOMEHSI OT HUBOTO, MOXKE J]a € HEOOXOANMO J1a C€ ONPEEIH I !
R 4pe3 untepnonamus.

OOVKHOBEHO, OKOHYATEIHUAT pe3ysiTaT, OTUYMTaH 3a mpobaTa, TpsOBa Ja MOKa3Ba, 4e
rpaHuIaTa ce ch0JI0/1aBa.

[Topanu TOBa, OKOHUATEITHUTE PE3YJITATH:

- B obxBara Ha myu m,+ CrDy, (Y —m[), ako rpaHuIaTa € MaKCUMyM,

0
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- B o0xBara Ha myu my+ CrDy (y —m|), ako rpaHunaTa € MUHUMYM,

ou CJICABAJIO Ja CC MoJIydaT CaMO KaTO U3KJIIIOYCHUC.

OxoHYaTEeTHUTE PEe3yATaTH B PAMKHTE HAa YIOMEHATHTE OOXBaTH ca MpPUEMIIMBH, CaMO
aKo Ce TOoJIydaBaT He MOBEYE OT BEJHBK Ha BCEKH IET MPOOH, aHAJIM3HPAHU 3a MpaTKa.
Axo 3a mparka ce aHaJM3UpaT MO-MaJKO OT IMeT MpoOH, cCe MpueMa €AUH Pe3ynTaT B
paMKuTe Ha yrnomeHaTtust oOxBar. [IpaBuioTO, ye B paMKHUTE Ha yHOMEHATHs 0OXBar 3a
NeT aHaJM3UpPaHu MPOoOM ce IMoiyuaBa caMoO €IWH pe3yiTaT, TpsAOBa Ja ce cras3Ba, aKo
MPOU3BOAUTENAT MPEACTABS €HU U CHIIH MPATKH.

3. AKO OKOHYATEIHUAT Pe3yiTaT X ce M3UMCIsIBA Ype3 U3IMO0JI3BaHe HAa opMysia KaTo X =
Yi £ Y, (mpumep: Bojga + ChABbpPXKAHUWE CYXO BEHIECTBO 0€3 Ma3HMHM B Maclio 3a

HU3YUCIIIBAHC Ha CbHABPKAHHUCTO HaA MaBHI/IHI/I), KbJACTO yl u yZ Cca OKOHYAaTCIIHUTC

pe3yiiTaTu Ha CAUHUYCH THUII AHAJIN3, TO TOTr'aBa O6H_II/IT6 I'paHuOX Ha IMOBTOPACMOCT U
IpaHULUTC HAa BBH3IMPOU3BCIKAAHC I' U R na okxonuareaHuTe pe3yiaTatn €€ HU3YUCIIABAT,
KaTo:

R.=+/R +R;

KBJETO T, U T, Ca IpaHMIUTE 3a MoBTopsemocT, a R, and R, ca rpanuunure Ha

1
BB3IIPOU3BCIKAAHC HA yl u y2 , CbOTBCTHO.

X CC CpaBHsABa C T'paHHllaTa M, KaTO CC CIIa3BaT OIPCACIICHUTC B 1 u?2 IpaBuJia.

0,
KpI/ITI/ILIHaTa pa3jinKa c€ OIpCACId UPE3 U3IIOJI3BAHETO Ha (bopMyna:

)84 [ —
CrDy(|z —m,|) 0o R -, Bl

:ﬁ\/ * mn

KBJIETO X € CPETHATa CTOWHOCT Ha MOJIyYEHUTE PE3YIITATH X,
4. AKO OKOHUATEIHUAT Pe3yiTaT ce U3YHCIsABA Ype3 U3MOI3BaHe Ha popMynaTa:
(mpumep: Ma3HUHA B ChbPKAHUE CYXO BEILIECTBO HA CUPEHE)

KBACTO Yy, M Yy, Ca OKOHYATCIHHUTC PEC3YJITaTH HAa CAMHMYCH THII aHAIM3, TO TOraBa

O6H_[I/ITC T'paHHUIIX Ha HNOBTOPACMOCT U T'PAaHULUATC HA BB3IMPOU3ZBCIKIAAHC I U R =nHa
OKOHYATCIIHUTE PE3YJITaTU MOraT aa 6”[),ZIaT HN3YHUCIICHHU, KaTO:
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R =/ T I,

e = f |t

W,: TPaHHMIIA WK 1IEJIEBA CTOMHOCT 3a Y, (MpUMEpP: Ma3HUHA)
W,: TPaHHMIIa WM 1IEJIEBA CTOWHOCT 3a Y, (MPUMEP: CYXO BELIECTBO)

i<0.15

;
r,=—<0.15 T =
1Ly 7

KbJACTO:
rll Ir'panuna Ha IOBTOPACMOCT Y,

r2: rpaHuia Ha IIOBTOPACMOCT Y,

R, R;-
R, =—<0.15 R, =—<0.15
;L, ‘U.)

KBJIETO:
R,: rpanuia Ha Bb3IPOU3BEXKIAHE Y,

R 2. rpanuia Ha Bb3MPOM3BEXKIAHE Y,

HpOHeI[ypI/ITC 3a M34YMACIAABAHC Ha I, U R ca MNpUIOKHUMH, CaMO aKO OTHOCHTCIIHUTC

TPaHUIY Ha MIOBTOPSIEMOCT U TPAaHUITUTE HA Bh3mpou3Bexaane I *1;r *2;R *1;R *2 ca no-
MaJjku uiu paBHu Ha 0,15.
X C€ CpaBHsBa C TpaHWIATa W, KaTo Ce CHa3BarT onpeleneHure B 1 u 2 mpasuia.

Kputnunara pasniuka ce onpezens upe3 u3noia3BaHe Ha Gpopmyrnara:

5 084 [, ,n—1
CrD,s (|% — g1 =7V R -rn—

KBJETO X € CpeAHO AapUTMETHYHATa CTOWHOCT Ha pEe3yNTaTUTE X, IMOJIYYCHH IO
XPOHOJIOTHYEH pen ().

* .
(*) Benescka: Ako Hampumep, pe3ylNTaTHTe y;; M Y,,Ca TOJNy4eHH, TpsOBa 1a Obae
M34MCJIEHA CPETHO aPUTMETHYHATA CTOMHOCT HA Y, /Y, Uy Y,
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1IPHJIO’KEHUE V

BBHTPEHIEH KOHTPOJI
(Unen 5)

a) Ilpoueaypa 3a BbTpenien KOHTPoJI Ha kKayecTBOTO (BKK) (xuMuueckn anasus)
Hegunuyusa na konmponus mamepuan

Marepuanbt, KOUTO ce u3noi3Ba 3a 1enra Ha BKK, e npeamer Ha cbliara Wi 4act ot
ChIlIaTa MpOIleaypa 3a TECTBAHE HA MAaTEPHAIIU.

KonTtponen matepuan moxe n1a 0Obe:

— cepTuuIMpaH peepeHTeH MaTepuall,

— BBTpEIICH peepeHTeH MaTepuall,

— MaTepual, YITBbP/CH OT BbTpPEIIEH JJabopaTopeH TecT,
— oborareH maTepual.

Ilpoyedypa 3a cv3oasane na BKK

JlaGoparopusara Ou cineasano na BeBene BKK karo cmasBa mpouenypara, omucaHa B
noxyMeHnTa Ha [UPAC ,,XapMoHU3MpaHyu yKa3aHUs 32 BBTPEILIEH KOHTPOJI Ha KaYECTBOTO

B aHanuTHYHH Jabopatopun’ ().

BKK ce u3BbpmiBa upe3 BKIHOYBAHETO HA KOHTPOJHUTE MAaTEPUAIN B aHAIUTUYHATA UM
MOCIIEOBATEIHOCT WM 4Ype3 BB3MPOU3BEKIAHETO HAa aHalIM3a BBPXY ChlaTa TECTOBA
npoba. Kontponnure marepuanu TpsiOBa Ja ca €JHAKBU IO XMMHYECKH CBHCTaB C
TECTOBHUTE MpoOU U 1a OBAAT aleKBATHO CTAOWIIHU Tpe3 HaOronaBaHus nepuos. TpsoOBa
Ja ce JEMOHCTpHpA, 4e TE€ MOrar jJa ObJaaT pa3zielieHu IO IMOJXOJIAI] HAYMH Ha PaBHU
YacTH 3a aHajdM3 W WMaT KOHIIGHTpalMs Ha aHaJIWTH, MOAXOoJdmia 3a cdepata Ha
HaOJII0ICHUE.

KonTponaust matepuan TpsaOBa 1a Obje BKIIIOUEH MOHE BEIHBXK IPU BCSKA aHATUTHYHA
cepus U MoJydyeHaTa CTOWHOCT TpsiOBa ja Obje BOUCBaHA B KOHTPOJIHA JUarpamMa, 3a aa
Cce M3MEpBaT ABITOCPOYHMTE Ipellku. B nombiaHeHue, naboparopusita Ou cieaBallo
MIEPUOJUYHO /1a JEMOHCTPHpPA U3IbJIHEHUE HA TPAHULIUTE 32 TIOBTOPSIEMOCT B PAMKHUTE Ha
cepusita. ToBa MoXke Aa ObJie IOCTUTHATO Ype3 JABOMHM aHAJIM3M Ha KOHTPOJIHUTE W/WIH
TECTOBUTE MaTepuaiy. Pedynratute oT Te3u aHaIu3u O ciieABaiio 1a ObJaT CPAaBHEHHU C
BCHUKHM MYyOJMKYBaHM TpaHMIM 32 MOBTOPSAEMOCT M ChILIECTBYBAIIUTE JaHHU 3a
BBTpPEIIHATA MPEIU3HOCT.

Korato ce w3moi3BaT KOHTPOJIHHM MAaTEpHaIH, IIONyYCHUTE CTOMHOCTH MEXKITY
aHAJIMTUYHHUTE CEPUU HAa KOHTPOJIHMS MaTepuall TpsiOBa Jja ObAaT BIMCBAHU B AMarpama-
Shewhart (ISO 8258 (1991)) ¢ moaxoasy KOHTPOJIHU TpaHuId. [ paHUIUTE 3a ACHCTBIE
TpsOBa 1a ObAAT YyCTAaHOBEHU:

X + 3s,
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KBJIETO S, € OOIIOTO CTaHAAPTHO OTKJIOHEHHE!

NPEAYNPEIUTETHATE IPAHUIIM Ca TIPU X + 28,

OO01I0TO CTaHIAPTHO OTKIIOHCHHE:

s, +s./n

B KOETO:

sb: CraHgapTHO OTKJIOHEHUE MEXKIY aHAIUTUYHUTE CEPUU

SW: CraniapTHO OTKJIIOHEHHE B PAMKHUTE HA AaHATUTUYHUTE CEPUH
n: Bpoii onpenensinus

B cnyuauTe, B KOUTO KOHTPOJTHUTE MAaTepUAId HE C€ M3IMOI3BAT (HAIp. MOPau JIHUICA Ha
cTaOWUITHOCT), BBB BCSIKa cepus TpsOBa na Oble aHAIM3UpPAH IBOWHO TIOHE EAWH OT
TECTOBUTE MaTEpHUAIIH.

AOcoitoTHaTa pa3iuKa, TMOJy4eHa OT JBOMHUS aHaIU3 B PAMKUTE Ha cepusi (BHX
npunoxenue III), Tpsadsa na 6bae Bnucana. llentpannara nmunusg e 1.128 s , monnara

rpanuna € 0, ropHara rpanuna (rpaHdia Ha JAelCTBHE) € 3.686 S, KbIETO S, €
CTaHAAPTHOTO OTKJIOHCHUC B pAMKUTEC HaA CCpUATA.

KonTponnara nponenypa Ou cieasaio J1a BKIOYBA MaTepUald ¢ HUCKO U BUCOKO HMBO,
KOraTo CTETEHTa Ha KOHIIEHTPAIHs € roJsma.

(1) M. Thompson u R. Wood: ,,Teopernuna u npunoxkua xumus’” 67 (4), 649-666 (1995).

Axo TecroBuTe MaTepualu OOXBamlaT rojisiMa OOJIACT Ha KOHIIEHTpAIMsS Ha aHAJIUTH,
nabopaTtopusta OM clelBajo Ja YCTaHOBH BpPB3KaTa MEXKIY MPEUU3HOCTTA M HHUBOTO.
AKO TIPEIM3HOCTTa € MPOIOPIIMOHATHA Ha HUBOTO, TOCJICIBAIIUAT KOHTPOJ OU ClIeABAIIO
1a ce 6a3upa Ha OTHOCHUTEINIHA MPEIU3HOCT (T.€. a0COOTHATa pa3iinKa KaTo MPOIEHT OT
cpeaHaTa CTOMHOCT).

Koraro e Hanmuue ycioBue, KOETO € M3BbH KOHTPOJI B aHAJUTUYHATA CUCTEMA, TO CE
UAeHTU(UIMpA IpU Bb3HUKBAHE Ha CIETHOTO:

A. HacTosIaTa CTOWHOCT Ha pe3yJTara [omna/ia U3BbH IPaHULUTE HA JEICTBHE,

B. HacTosmara CTOMHOCT M IpeAXoAHaTa CTOMHOCT NONAAaT U3BbH NIPEAYIPEAUTETHUTE
IPAaHMIIM, HO B PAMKHUTE HAa TPAHUIIUTE HA IEUCTBUE,

B. korato ce M3MOJ3BAT KOHTPOJHU MAaTEPHAIM, AEBET IOCIEIOBATEIHU CTOMHOCTH
Ionajar OT ChIATa CTpaHa Ha CPEIHATa JIMHUA.

J'Ia60paT0pH;1Ta oun CJICABAJIO Ja OTTOBOPH HA YCJIOBHUEC, KOCTO € U3BBH KOHTPOJI, YPC3:

A. MNpEYyCTAaHOBABAHC Ha aHAaJIM3a W TMPOBCKIAHC Ha JUArHOCTHYHU TCECTOBE H
TNOIMMPAaBUTCIIHU MCPKH, U

b. oTkas ot PEIYIATATUTE OT CEPUUTE U ITOBTOPHO aHATIU3UPAHE HA TCCTOBUTC MAaTCPUAIIN.

0) npoueaypa 3a u300p Ha BbTpPelleH KOHTPOJIeH MAaTepHaJ M oNpeae/siHe Ha
»BbTPEIIHH” TPAHUIU 32 NPEHU3HOCT (XMMHYECKH AHAJIU3)

I[aHHI/ITC 3a na60paT0pHa OpEeIHU3HOCT MOTaT Ja 6’B,IlaT MOJIYYCHHU YPEC3 Bb3MPOU3BCIKIAHEC

Ha aHAJM3 Ha KOHTPOJIHH MaTepHald HW/WIM Ype3 BB3MPOM3BEKIAHE HA aHAIN3 Ha
TECTOBH MPOOH.
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JIaGoparopuunTe Ou ciiefBaio J1a U3MOA3BAaT NPU ChCTABSIHETO HAa KOHTPOJIHHU JAHArpaMu
clleHaTa IpoLeAypa 3a YCTAHOBABAHE HA ITapaMETPH Ha IIPELIU3HOCTTA 32 BAPUPAHETO B
paMKUTE Ha cepuAra M MeXAy cepuute. Jlaboparopuure Morar Ja IHpHeMaT
QITEPHATHUBHYU IPOLCAYPH, IIPU YCJIOBHE Y€ MOraT Ja JEMOHCTpUpPAT IO aJcKBaTEH
HAa4uH, 4€ Ca [IOJIy4YeHHU HAJCKIHUA JaHHU 32 IIPEUU3HOCT.

1. 360p HA KOHTPOJIHU MaTepPHAIH

Koraro 3a nmabopatopusta € yMECTHO Ja U3IOJI3Ba KOHTPOJIEH MaTepual, IbpBO TpaOBa
na ObJaT NOJY4YEeHU JaHHUTE, C OIVie] OIpeAessHeTo Ha rpaHulu. Korato e Bb3MOXHO,
O6u cnenBano aa ObAaT m3noi3BaHu ceprtudumpanu pedpepeHtan marepuanu (CPM).
bpaenre KOHTPOIHN MaTepuanu Ou cienBaio Ja 0bJaT aHAIM3UPAHU MIPH YCIOBUS HA
IIOBTOPSIEMOCT B PpaMKUTE Ha cepusATa, BKIOUUTENHO mnoaxomgsamu CPM, c
BB3IIPOU3BEXKIaHEe U XaoTu3upane. Koraro To3u noaxon He € moaxoasul, 1adopaTopunTe
Ou cienBasio Ja ce CTPEMST Ja y4acTBaT B MPO(PECHOHAIHO TECTBAHE U JIa YCTAHOBSIBAT
ChIVIACYBAHU CPEJHU CTOMHOCTH (OIpEeNesIeHd CTOMHOCTH), KOMUTO MOrar jaa Obaar
CUMTAHHU KaTO IIPUETa peajHa CpPeJHAa CTOWHOCT, ChABbpXKAIIAa (PAKTOp HA HECUTYPHOCT.
Jpyru nomoOHM Mpolenypd BKJIIOYBAT OINpPENENISHETO Ha peaJHa CTOHHOCT upe3
M3YHCIIABAHETO Ha (popMyraTa WM U3MOI3BAHETO HA KOHTPOJIHH MaTepHalll, 3aMECTEHH
C aHAJIUTH.

B JOITBJIHEHHUEC, KOIraTo na60paT0pI/mTa H3BbpHIBA PCTyJIAPHO TO3U THUII aHAJINU3 U BCYC €
Chb3/lajla CTAaTUCTHUYECKHM KOHTPOJ, BCHYKM HOBHM KOHTPOJHHM MaTepuanud (Hamp.
M3MCKBAaHU IOpaJu M3YEepIIBAHE Ha KOJMYeCTBaTa) TpsOBa Ja ObJAT MOIydaBaHHU I10
OTHOILICHHE Ha aHAJIM3UTE, KOUTO C€ KOHTPOJIUPAT MPH U3MOI3BAaHE HA ChIIECTBYBALIUTE
MaTepuay.

2. Onpenensine HA TPAHUIA

Crnen kato € n30paH KOHTPOJIEH MaTepua, Jlaboparopusita Ou ClIeIBaJIO Ja TO U3I0I3Ba,
3a J1a OTpeieNy JaHHUTE Ha MPEIU3HOCTTa B pAMKHUTE HA CEpUsTa K MEXKIY CEpUUTE.
Kato MuamnManno u3nucKBaHe 3a YCTAaHOBABAHCTO HA NPCHU3HOCT B PAMKHUTEC HA CCpUATA,
KOHTPOJHHIT MaTepuan Ou CleABalo Ja ce aHamu3upa JIBOHHO 12 mbru. J[BOWHUSAT
aHanmu3 OM ciieABaio a ObJie M3BBPIIBAH MPH YCIOBUS 32 TOBTOPSEMOCT, T.€. CHIIHST
orepaTop, ChIIUTE peareHTH U T.H. /[BOMHHAT aHaNIW3 Ha KOHTPOIHHUS MaTrephail Ou
crieBajio 1a ObJie XaOTU3MpaH B PaMKHUTE Ha aHAJMTUYHATA cepus. Bcekn MBOECH aHAM3
6u cnenBano ga Obe mpeArnprueMaH B OTAENEH JICH 3a MepHoJ OT BpeMe, Taka 4e Ja ce
OTYETE BApUPAHETO OT CEpHsl JI0 CEpHsl, KATO Ce B3eMAT MPEIBHU]] HOPMATHUTE BapHaIUH,
Hamp. peareHTH, WHCTPYMEHTH, HOBO KalmuOpHpaHe M, aKO € yMECTHO, pPa3IUuYyHU
aHAITN3aTOPH.

Fbeneoxcka: W3non3BaHeTo HAa JaHHHUTE, KOUTO HE Ca HAIBJIHO IPEACTABUTEIHHU 32
BapHalMiATa MEXAY CEpUMTE, MOXKE Ja PE3yJTHpa B HEHY)XHO BB3IPOU3BEXKIAaHE Ha
aHAIM3 IMOpPaJy OIpPENENISHETO HAa U3KIIYMUTENHO TecHHM rpanuuu. OT apyra cTpaHa,
nabopaTopus ¢ MpeKaJeHO HETOYHH JaHHM Ha MPEHU3HOCTTa MOXE Ja He JOCTUTHE
MpeanrucaHuTe B peepeHTHUTE METOAU IPAHULM U OM CleABaJIO J1a O4aKBa Ja MOKaxe
crab pe3ynTaT B CpaBHEHHUE C JPYyru Ja0opaTOpuUu, KaKTO U Ja IPEACTaBU JaHHU, KOUTO
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HE ca MOAXO/AIIM 32 1IeJITa.
2.1. OnpenesisiHe Ha NPELU3HOCT B PAMKHTE HAa CepUATA

2.1.1. IIpeun3HOCT B paMKHUTE Ha CEpUATa, KOTaTO € HAJIMYEH KOHTPOJIEH MaTepHrall
JIBoitnuTe nanHu (MUHUMYM 12 nyOaupaHus) Ou clieBajo MbPBO Ja ObaaT MpeaMeT Ha
Cochran-tect 3a MakcumanHuTe Bapuanuu. ToBa BKIIOYBA CPaBHSIBAaHE HA MAKCHMAHUS

o0XxBar Ha qyOIMpaHe Ha KBaJapaT ChC CyMaTa Ha 0OXBaTHTE Ha KBaIpar.
d’max

24
KbJIETO:
di = paziuKaTa MeXIy AyOJIupaHusTa.

=

Croitrocrra Ha kputepus C Ha Cochran ce cpaBHsiBa ¢ Tabynupanute croitHoctu (ISO
5725 (1994)). Koraro cTOMHOCTTa MOXE Ja c€ KiIacHu(pUIupa KaTo HM30CTaBalla WU
oTJajieyaBamia ce, pe3yiaTarbT OM cienBano jna Obae MpOoydeH 3a OOsSICHeHWE, HaIp.
TEXHUYECKA TPEIKa, W3YUCIUTENHA TPEIlKa, Tpelika MpH NPOBEKIAHETO Ha TeCTa,
aHanM3 Ha TpemHa npoba. AKo OOSICHEHHETO Ha TEXHHUYECKaTa Ipellka € TaKoBa, 4e
3aMsHATa Ha CHMHHUTEIIHUS PE3yJTaT ce OKa3Ba HEBB3MOXKHA, TO TO3HM pE3yaTar Ou
CIIeZIBAJI0O J1a CE€ OTCTpaHU KaTo peajHa OTAajieyaBallla ce€ CTOMHOCT. AKO ocTaHar
KaKBUTO M J]a € M30CTaBaIH WJIA OT/IajIcuaBalif ce CTOMHOCTH, KOMTO HE MOTar Ja Obaat
OOSICHEHH, W30CTaBalllUTE CTOHHOCTH CE 3ama3BaT KaTo KOPEKTHH, a CTaTUCTHYCCKH
OTJaJieyaBalliTe Ce€ CTOMHOCTH ce OTCTpaHsBar. Jlaboparopusita Ou cieaBaio na ce
CTPEMH Jia MOJTyyaBa 3aMECTBAIIN CTOHHOCTH.

Koraro naGoparopusita ce yBepu, Y€ B JaHHUTC HSAMA HW30CTaBaIld CTOWHOCTH,
CTaHJapPTHOTO OTKJIIOHEHHE B PAMKUTE HA CEPHATA S, CE MOJIy4aBa, KAKTO CJIE/IBa:

3a BCsiKa IBOIKA X,

i1:Xj, Ha JaHHWTE Ha NyOJIMpaHuUsTa, CyMara Ha JlyOIMpaHusTa,

S = Xy + Xa
Y pasiMKaTa Mex1y JTyOIupaHusiTa,
d1 =Xy — Xy

CC CpaBHABAT U CyMHpAT N0:

A:Zs,
B:id;’
C:isf

OI_ICHKaTa Ha CTAaHAAPTHOTO OTKIIOHCHHUC B PAMKUTC Ha CCpUATa €:
< — [B
=B

['panuniiaTa Ha BHTpEIIHATA MPEIU3HOCT €: 2.8 S .
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AKko ce u3moi3Ba peepeHTeH METOJ, TpaHuIaTa Ha BBTPEIIHATa MPEHU3HOCT Ou
cienBano Ja ObJe CpaBHSABaHAa C MyOJMKyBaHaTa TpaHHIA HAa IOBTOPSEMOCT.
JIaGopatopusita O cileABalO Ja WU3IBJIHSABA H3UCKBAHETO HAa pPEQEPEHTHUS METO..
Hecmna3Banero Ha TOBa M3MCKBaHe OM CieaBajo a Ob/ie MPOyYBAHO.

Omnpenenenure rpaHuy OU CleABajIo Aa ObJAT CYMTAHM KaTO BPEMEHHU U MPEAMET Ha
nperien.
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2.1.2. IIpeun3HOCT B paMKHUTE HA CEPUATA, KOTATO HE € HAJIMYCH KOHTPOJICH MaTepHal
Jlaboparopusra Moxe aa n3bepe Ja onpenenu MPeru3HOCT B pAMKUTE Ha cepHusaTa upe3
JIBOCH aHAJIM3 Ha MPEJACTABUTEIHM TECTOBH MPOOW (MHHMMYM 12 nyOiaupaniy aHain3a).
B ciyyante, B KOUTO HE € BB3MOXHO J]a C€ W3IOJI3BAT KOHTPOJIHH MaTepHalid, Harp.
Mopaau HECTaOMITHOCT, TyOIupaIIuTe JaHHU TPsAOBa Aa ObaaT ChOpaHu ¢ TO3U METOI.

beneorcka: Hpez[nonara CC, 4€ AHAJIM3UTE IIOKPUBAT OTHOCUTECIIHO 01M3BK 00XBAaT Ha
CTOMHOCTUTE U nopaaym TOBa 3a BCHUYKU Hp061/1 MOXEC J1a 6’5,[[6 npujaraHa €IMHHUYHA
croitHocT. B ClIy4yauTe, B KOUTO 00XBaTHT HA PEIYITATUTE € IIO-UIUPOK, HAIIP. I1IO p€aa Ha
BCJIMYHUHUTC, U MNPCHHU3HOCTTAa 3aBUCU OT HHUBOTO, Ha60paTOpI/II/ITe oun CJICABaJIoO Ja
IIpOoy4YBaT U3MOJ3BAHECTO HA OTHOCUTCIHUTC CTAHAAPTHHU OTKIIOHCHU .

JlanauTe Ou cimenBano ga ce momioxkar Ha Cochran-tect, kakto B 2.1.1. Korato
naboparopusita € yBepeHa, 4e B JJAHHUTE HsAMa M30CTaBallll CTOWHOCTH, CTaHIAPTHOTO
OTKJIOHCHHE B PAMKHTE Ha CEpHsTa W T'PaHMIIATA Ha BBTPENIHATA MPEIIM3HOCT MOTaT Ja
ObIaT moJy4eHu, KakTo B paznen 2.1.1.

CraHmapTHOTO OTKIOHEHHE S, B PAMKHMTE Ha CEpHATa MOXeE Ja ObJe H3IOI3BaHO 32

CHhCTaBSIHETO Ha KOHTPOJHM Juarpamu (Brk npuiioxkenue I1). Onpenenenure rpanunu 6u
cienBalio aa ObJaT CYMTAHHM KATO BPEMEHHH M MPEIMET Ha Iperyie/.
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2.2. OnpenesisiHe HA MPENM3HOCTTA MKy CEpUHTE

3a BcfAKa JBOMKA C€ M3YMCIABA CPEHO apMTMETHYHATA CTOMHOCT (S,/2) W Te3m

crotHocT ce mozraraT Ha Grubbs-tect (ISO 5725 (1994)). Kpurepuute 3a
OTKa3/lpueMaHe Ha OTJajieuyaBallUTe Ce CTOMHOCTH MJIM Ha M30CTaBaIUTEe CTOMHOCTH ca
kakTo onucanute B 2.1.1. JlaGoparopusTa Ou ciemaBajio Aa ce CTPEMHU Ja IOJydaBa
3aMecTBalla CTOMHOCT 3a BCEKU OTCTpaHeH pe3ynTar. Koraro nmaboparopusira e yBepeHa,
4ye B JaHHWUTE HSIMa OTAajieyaBallld C€ CTOMHOCTH, CTaHJAPTHOTO OTKJIOHEHHE MEXKIY
CEPHUUTE S, CE U3YUCIISBA:

_ ;(C_P;IB_A_‘)
P ap-) p p

nimn O, AdKO U3pas3bT 110/ 3HaKa 3a KOPCH KBAaAPATCH € OTPULATCIICH.

OOwOTO CTaHJAPTHO OTKJIOHEHHE S C€ H3IMO0JI3Ba 3a CHCTABAHETO HAa KOHTPOJIHH
auarpamMM 3a cpelHaTa CTOMHOCT Ha n onpeaensHus (Bux mnpuwiox enue II).
Omnpenenenure rpaHuiy Ou cieiBajgo Aa ObJAT CYMTAHM KaTO BPEMEHHU U MpEeAMET Ha
nperies.

3. Hperne)l HAa MbPBOHAYAJHUTEC T'PAHUIIA

KoHnTponnure rpaHuny, ompenesieHd KakTO € OIMCaHO IOo-Tope, TpsiOoBa aa Obaar
CUUTAHU KAaTO IbPBOHAYAIHH OLICHKH.

C orznen na ce akTyaJlu3upar ONpezeseHUTe IpaHUIM Ha 0a3aTa Ha MpUEMJIMBa OLIEHKA B
pamkuTe Ha cepuunte (pasnen 2.1.2), 3a recroBute npodu 6u cieasano Aa ObAaT crOpaHu
JIONBJIHUTETHU AyOnupaimiyd JaHHW. [lepuoabT mpeau mperjiea Iie 3aBUCH  OT
MOCTIeIOBATEIHOCTTa Ha aHanm3a. Karo ykasaHwe, JaHHUTe OM cienBaio nga Obaar
IperyieXxIaHu ciep nonyyaBaHero Ha 10 nombnHuTenHu ayOnaupanus. Crex ToBa,
BCHYKM JAaHHH OH ciieaBaio Aa 0bmaT momioxkenu Ha Cochran-TecT, KakTo M OTHOBO Aa
ObIaT ompeleneHH TpaHULUTe Ha Oa3ara Ha HOBOTO CTaHAAPTHO OTKJIOHEHHEe. B
CBCTJIMHATa Ha AOIIBJIHUTCIHUTE NaHHMU, Tpf[6Ba Ja 6’BHaT B3CTHU MoOcCJICABalIU PCIICHUA
3a BaJIMJTHOCTTA HA KOHTPOJIHUTE I'PAaHUIIH.

[IpernensT Ha THPBOHAUATHHUTE [AHHU, MOITYYEHH TpPU OICHKaTa MEXIy CEpHHTE,
3aBHCH CBIIO M OT TIOCIIENOBAaTEIIHOCTTA Ha aHanm3a. Karo ykasaHue, ciieq Karo ca
MOJIY4EHU TOMBIHUTEIHO JIeCEeT TOUKH JaHHU OT aHAIM3a Ha KOHTPOJHUS MaTepHall Mpu
MOCJICIOBATETHOCT OT €OUH aHalu3 3a MapTHAa, HalmpaBeHUTE ITbPBOHAYAIHH
MIpeNIoIaraHusl 32 CTaHAAPTHOTO OTKJIOHEHUE W CpelHaTa CTOWHOCT OM cleABalio Ja
ObJaT npepasriieaHu.

Beuuku nanHm 6u cienBano na Obaat noioxeHn Ha Grubbs-TecT 3a oTganedaBamuTe
ce pesynratu. CpeaHata CTOMHOCT U CTaHJAPTHOTO OTKJIOHEHHWE O ciemBasio Aa Obaar
Mpen3vYrCclIeHN Ha 0a3aTa Ha HOBUTE JIaHHHU.

B JOIIBJIHCHUE, HA TO3H CTaIll J'Ia60paTOpI/ISITa oun CJICABAJIO Ja IMpujiara Cusum-zmarpaMa
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(BS S700: (1984) ¢ usmenenue u aonbiaHeHue 5480 (1987)), 3a na mpoyyBa BCHUYKHU
poOJIeMH, KOUTO MOTaT Ja ObJaT CBhP3BaHHM, HAIP. C OCTAPSIBAHETO HA pearcHTU. Beeku
€IMHUYEH PEe3yNTaT, KOWTO Momaja M3BbH rpanunara Ha Cusum-"V-macka”, TpsiOBa na
ObJie TPOYYCH.

Hosure rpanunu (cpenHa CTOMHOCT M CTaHAAPTHO OTKJIOHEHHE) TPsiOBa Jja ca MmpeaMer
Ha peryJisipHa MpoBepKa upe3 u3non3BaHeTo Ha Cusum-TexHUKaTa. Besika naankanus, ue
BAJIMIHOCTTa Ha KOHTPOJHUSA MaTepua ce MOCTaBs MOJ BBIIPOC, TpsAOBa MOAPOOHO Ha
ObJie IpOyYCHa.

4. OTuynTaHe HA JAHHUTE HA MPEIU3HOCTTA

JlaGoparopuute TpsOBa Ja wu3MpamiaT ciegHara HHpoOpManus HAa KOMIIETEHTHHS
HAIlMOHAJIEH OPraH:

— W3MOJ3BaHUS METO/,

— CTaHJapPTHOTO OTKJIOHEHHWE S, B PAMKUTE Ha CEPHMATA W IPaHMIATA HA BHTPELIHATA

MPEIU3HOCT,
— CTaHJapTHOTO OTKIOHEHHE S, MEKILY CEPUUTE

— 06H_[OTO CTaHAapTHO OTKJIIOHCHMC S,
— 6pO$IT Ha aHAJIM3UTC 3a NOJTY4YaBAHCTO HA JAHHUTC HA MMPCIHU3HOCTTA.
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IIPUJIO)KEHUE VI
(Ynen 6)

OINEHSBAHE HA OHEHUTEJIUTE U HAJIEKHOCTTA HA PE3YJITATUTE
NP YYBCTBUTEJIHU AHAJIU3U

Axko ce n3non3Bar metoau cke ckana (IDF cranmapr 99C/1997), ce nmpuiarar cienHuTe
MPOIEIYPH:

(a) onpeodensne na ,,unoexca na noemopsiemocm”’

B pamkute Ha 12 Mecema OIEHUTENSAT aHAIM3Upa HaW-MajlKoO JeceT NpoOu Karo
nyOnupanusi Ha mpasHu npobu. OOuuaiiHO, TOBa ce M3BBHPIIBA Ha HAKOJIKO eTarma.
Pesynrarure 3a oTHEIHUTE XapaKTEPUCTUKH Ha MPOAYKTA CE OLICHSBAT Ype3 U3I0JI3BAaHE
Ha creqHara Gopmyna:

w, = 1 +Z:(Xl 7xx.‘)’

: n
KbBIIETO:

W,: HHJIEKC Ha HOBTOPSAEMOCT

lil: pesynrar 3a mbpBara onerka Ha mpo6a X,
L,: pe3ynrar 3a BropaTa oneHka Ha npo6a X
n: 6poit mpobu

[IpobuTe, KOMTO Ce OLEHABAT, OM CIIEIBANIO Ja OKPUBAT MIMPOK 0OXBAT OT KA4E€CTBO. W,
He Ou cienBao aa npeBuiaBa 5 (5-TOYKOBU CKaJN).

(0) onpedensne na ,,unoexca na omxioneHue”

To3u uHAEeKC OM cleABaIO Ja CIIY)KH 3a MPOBEPKA Al OICHUTENST M3IO0JI3Ba ChIlaTa
CKaja 3a OIIEHKa Ha KayecTBOTO, KAaKTO M3IOJI3BaHATa OT TpyIa OLEHUTEIH C OMUT.
[TosrydeHuTe OT OICHHUTENS pE3YITaTH ca CPAaBHHUMH CBhC CpeaHaTa CTOMHOCT Ha
pe3ynTaTuTe, MOJIy4eH! OT Tpyrara OICHUTEIH.

CJ'ICI[HaTa q)opMlea CC M3I10JI3Ba 3a OIICHKA Ha PE3YJITAaTUTEC!:

Z[(X-I - sz): + (xu’ - }’-‘)2]

D, =1+
! 2n

KbJACTO:

Xil; xi2: Bux OykBa a)
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X —il; X — i2: cpeneH pe3ynrar Ha rpynara OLEHUTENIN, ChOTBETHO 3a IbpBaTa M BTOpaTa
OLICHKa Ha rpodara Xi
n: 6poii mpobu (Haii-manko necer 3a 12 mecena)

[IpoGute, KOMTO Ce OLEHABAT, OM CJIENBANIO JIa HOKPUBAT IIMPOK 00XBAT OT KaueCTBo. D,

He Ou cienBano aa npesumana 1.5 (5-toukoBu ckanu). JIbpikaBUTe-wWICHKH TpsiOBa 11a
ChOOIIaBaT 3a BCHYKH TPYAHOCTH, KOUTO Ca CpEIIHATH TPU MPHIAraHeTo Ha Ta3H

nporenypa.

(B) cpaBHEHHE Ha pE3yJTaTUTE, IIOJYyYEHH B PA3JIMYHU PETMOHU HA JIbp)KaBa-wieHKa U B
Pa3IUYHU JbPKaBU-UICHKU

Koraro e mpuioxumo, ToHE BEIHBK TOAMIIHO TPsiOBa Ja Oblie OpraHU3UpaH TECT 3a
CPaBHsIBaHE HA PE3YJITATUTE, KOUTO Ca MOIYYEHH OT OLIEHUTENH OT PA3JIMYHU PETHOHU.
AKko ce HaOmonaBaT 3HAUUTEIHM pa3JIMKM, OW cienBano jaa ObAaT NpeAnpUeTH
HEOOXOAUMUTE CTBIKH 32 HICHTHU(PULUPAHETO HA NPUYMHUTE M I0JIy4aBaHETO Ha
CpPaBHMMH PE3YJITATH.

JIbpKaBUTE-4wICHKM MOTaT Ja OpraHu3MpaT TECTOBE, 3a Jia CPaBHSABAT PE3YJITATHUTE,
MOJIyYEHU OT TEXHHUTE OLEHUTENM U OT OLEHUTENU OT CBhCEAHHM JIbP)KABU-UICHKH.
3HAYUTEIHUTE PA3JIMKK O ClieABajo Ja ObAaT MmpenMeT Ha 3aJbJI00YCHO MPOyYBAHE C
1eJ]1 OJIy4aBaHETO Ha CPAaBHUMH PE3YJITATH.

JbpkaBuTe-uwieHKA OW cieaBayio ja yBeaomsiBaT Kommucusita 3a pesyiaTaTuTe OT TE3HU
CpaBHEHHUS.
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IIPUJIO)KEHUE VII
(Ynen 6)

CEH30PHA OIIEHKA HA MACJIO

1. Oo6xBar

[lenTa Ha Ta3u mpoleaypa 3a CEH30pHA OIIEHKAa Ha Maclio € Jla OCHUTYpH YHUDUIIMpPaH
METO/I, IPUJIOKUM BHB BCUUKH JIHPIKABU-UICHKH.

2. Jdepununuu

C€H30pHa oyeHKa O3Ha4YaBa ITPOBCPKaA HA Oecne3uTte Ha IMPOAYKT YpE€3 CCTUBATA.

Ilanen o3HavyaBa Tpyma OT W30paHM OLEHHUTENH, KOWTO pabOTAT IO BpeMe Ha
OLICHABAHETO 0e3 BbTPEIIHN KOMYHUKAIIMK U 0€3 J1a Ce BIUAAT €AUH OT JIPYT.

Oyenka Ha pe3ynmamume O3Ha4aBa CEH30pHA OLICHKA OT IaHEJ 4Ype3 M3IO0JI3BaHe Ha
TOYKOBa CKajma. TpgbBa 1a Obae U3MNON3BaHA HOMEHKJIATypa Ha TPELIKHTE.

CmeneHyeaHe O3HadaBa KJIaCI/I(l)I/IKaIII/Iﬂ Ha Ka4CCTBOTO, KOATO CC U3BBPIIBA HA Oa3ara Ha
OIICHKATAa Ha PE3yJITaTUTEC.

Konmponnu ookymenmu: NOKYMEHTH, W3IMOJI3BAHM 3a OTYUTAHE HA WHIUBUIYAJTHUTE
pEe3yaTaTH 3a BCEKU Oeler 1 OKOHYATEITHOTO CTENEHYBaHe Ha NpoayKTa. (To3u nokyMeHT
Mo>Ke J1a Ob/ie U3M0JI3BaH ChIIO U 32 OTYUTaHE HA XMMUYECKU ChCTaB.)

3. Ctad 3a TecToBe

3.1. TpsOBa na ObAAT B3eTH NpeABApUTETHH MEPKHU, 3a Ja HE MOraT OLEHHUTEINTE B
CTasiTa 3a TECTOBE J1a CE BJIUAAT OT BbHIIHU (PAKTOPH.

3.2. B crasTa 3a TectoBe HE TpsiOBa Jja UMa YUY MUPU3MH, KAKTO U CTasATa Jia € JecHa
3a nmounctBane. CTeHUTe TPsOBA J1a ca CBETIIH.

3.3. Crasra 3a TECTOBE U HEMHOTO OCBETJIICHHE TpH6Ba Ja 6’[>I[aT TaKMBa, 4€ Ka4y€CTBaTa
Ha ONLCHABAHUTC IMPOAYKTU Oda HEC CC 3acsdarart. B crasra Tpr6Ba Ja HMa IIOAXOOsI]
TEMIICPATYPCH KOHTPOJIL.

4. 360p Ha OLleHUTEIH

Ouenurenar TpsOBa Ja € 3amo3HaT C Macja M Jla € KOMIIETEHTeH Ja H3BBPIIBA
YYBCTBUTEIHO CTerNeHyBaHe. HeroBata KOMIETEHTHOCT OM clieABalio J1a ObJie OLIEHsIBaHA
Ha peryJsipHa OCHOBA (TIOHE BEIHBK TOJUIITHO) OT KOMIIETEHTHUS OpTaH.

5. M3uckBanus 32 maHeJaa
BposT Ha onleHuTenuTe B MaHena He OM CIEABANIO J1a € YETeH, KaTO MUHUMATHUAT Opoi
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cieaBa Ja € Tpu. MHOXKECTBOTO OLEHUTENH TpsiOBa nga ObAAT CIYXUTENHd Ha
KOMIIETEHTHUS OpraH WM YI'BJIHOMOILEHH JMIA, KOUTO HE paboTAT B MIiedyHaTa
IIPOMMUIILIEHOCT.

C ornen W3BBPIIBAHETO HA ONTHMaJHA padoTa OT JHUIIATa, IPEIH OLIEHKaTa TpsAOBa aa
ObJaT B3ETH IPEIBUJI ONpeIesieH Opoi (akTopu:

— nuraTa He TpsiOBa Ja cTpajar oT 0oJecT, KosTo OM Moria Ja 3acerne paborara um. B
oOpaTHUS Cilydail, ChOTBETHUST OLEHHTE] OW cienBasio Aa ObjJe 3aMEHEH OT JpyT
OLIEHUTE B MAHENA,;

— nunara TpsOBa Jla MPHCTUTAT HaBpeME HAa CHOTBETHOTO MJCTO, 3a Ja y4acTBaT B
OLICHKATA U JIa UMaT JOCTaThYHO BPEME 332 U3BHPIIBAHETO HA MHIMBUIyalHATA OIICHKA,
— JWIarta He TpsOBa J1a W3IMOJ3BaT CYOCTaHIIMM ChC CHIICH apoMar, KaTto mapgiom,
JIOCUOH ciiefl OpbCHEHE, 1€30A0PaHT | T. H., KAKTO U O clieABajio Ja n30sArBaT XpaHu ChC
CHJICH apoMarT (Harp. CUJIHH NOIIPABKH) U T.H.;

— B PaMKHTE Ha TOJOBUH Yac MpeAH OLIEHKAaTa, Ha JIMIaTa He ce pa3peliaBa Ja Iymiar,
Jla ce XPaHSAT WU JIa THAT, C U3KIII0YCHUE Ha BOJIA.

6. Onenka Ha CTOHHOCTTA Ha BCEKH 0ejier

6.1. CGHSOpHaTa OICHKa CJICABA Jda CC€ H3BBbpIIBA 10 OTHOHMICHHUC Ha CICIHHUTC TPH
Oenera: BBHIIHOCT, KOHCUCTCHI A U apoOMart.

Bvrwmnocmma BKIIOYBAa  CICIHUTE XapaKTCPUCTUKH: IIBAT, BHIMMA CTENEH Ha
XOMOT'€HHOCT, PacTe) Ha IUIECCHW W BOJHA JUCIepcus. BoaHaTta mucrepcusi ce TecTBa
ceriacHo IDF-cranmgapt 112A/1989.

Koncucmenyusima BKIIOYBA CIEIHUTE XapaKTEPUCTUKU: TBBPAOCT M CIIOCOOHOCT 3a
HaMa3BaHe.

3a oleHKaTa Ha KOHCHUCTEHIMSTa HAa Macjo MoraT Ja ObJaaT mpuiaraHu (U3NYECKU
metoau. Komucusita niuanupa 0b€0TO XapMOHU3UPAHE Ha T€3U METO/M.

ApOMambm BKJIFOYBa CIICAHUTC XapaAKTCPUCTUKU: BKYC U MUPHU3MaA.
HpI/I SHAYUTCIHO OTKJIIOHCHUC Ha MperopbyiUBaHATA TEMIIEpaTypa HE € Bb3MOKHaA
HaACK/IHAa OLCHKA Ha KOHCUCTCHLUATA U apoMara. TeMnepaTypaTa € OT U3KIIIOYHUTCIIHO

3HA4YCHUC.

6.2. Bceku Oener ce oleHsiBA YyBCTBUTEIHO MOOTAENHO. OLEHSBAHETO Ha pe3yJTara
TpsiOBa J1a Ob/JIe HANpPaBEHO ChIIacHO Tabuuna 1.

6.3. C orneq mMOCTUTaHETO HAa YHU(UIIMpaHE, O MOTJIO Ja € YMECTHO OICHUTEINTE Ja
OLICHSIBAT pE3YJATATHTE 3a€JHO NpPEAM HAyaJoTO Ha OlLIEHKaTa Ha €JHa WU JBE

pedepenTHH TPOOU 32 BHHIITHOCT, KOHCUCTEHITUS U apoMar.

6.4. [IpuemaHeTo Ha OLIEHKATa HA PE3YJTATUTE €, KAKTO CJIe/IBA:
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MaKCUMYM N3uckBane

BroHmHOCT 5 4
Koncucrennusa 5 4
Apomar ) 4

Korarto HeoOXOIUMHAT pe3ynTaT He € IMOJIy4YeH, clieBa ja ObjAe NaJeHO ONMHMCaHHE Ha
rpemkara. Pe3ynraThT, NaJeH OT BCEKH OIICHUTEN 3a BCEKH Oeier, TpsiOBa aa Obje
3alMcaH B KOHTPOJHHS TOKyMEHT. [IpoAyKThT € mpueT WM OTXBBPJICH Ha 0a3ara Ha
pEIICHHEeTO, TPUETO C MHO3MHCTBOO. Cnydamte, B KOHTO pa3IUKHTE MEXIY
WHIVBUAYATHUTE PE3yATaTH 32 BCEKH OeJer ca Mmo-rojieMd OT ChbOTBETCTBAIIUTE TOYKH,
He O creaBajgo Ja BB3HUKBAT PEryjsipHO (HE TMOBeYe OT BeaHBXK Ha 20 mpobOu). B
IOPOTHBEH CiIydad, pBKOBOAMTENAT Ha TMaHela OW  clieABaJio  Ja IPOBEPH
KOMIICTEHTHOCTTA Ha MOCIICTHUSI.

7. Hagzop

[To mpuHIMM, 32 HAIaTa MPoLeaypa OTroBapsi PhKOBOIUTEISAT Ha MaHeNa, KOWTO TpsOBa
na ObJe CIOyXHTEl Ha KOMIICTCHTHHUS OpraH W MOKe Ja Obje wieH Ha mnaHena. Toi
Tp$I6Ba 1a 3arircBa I/IHI[I/IBI/IIIyaJ'IHI/ITe pCSYJITaTI/I 3a BCCKH 6€JI€F B KOHTpOJ'IHI/ISI ZIOKYMGHT
U J1a YJO0CTOBEPsIBa JAJIM TPOAYKTHT € MPHET HIIK OTXBBPJICH.

8. B3zemaHe Ha mpo6a ¥ MOJAroTOBKAa Ha mpodara

8.1. — XKenaTenHo e UACHTUYHOCTTA Ha MpoduTe na He ObJie OTKPHUBAHA 110 BpEMe Ha
OLIEHKATa, 32 Ja ce N305TBa BCAKO BB3MOXKHO MpeayOeKIeHHE.

— ToBa Ou cneaBano Aa ObJe OpraHU3MPAHO MPEAU OLIEHKATa OT PBbKOBOAUTEIS
Ha naHesna, 0e3 MPUCHCTBUETO HA JPYTU WICHOBE Ha MaHeNa.

8.2. Korato ceH3opHara OlleHKa ce U3BBPIIBA B XJIQJWICH CKJIaj, MpobaTa ce B3eMa upe3
U3II0JI3BaHE HA UHCTPYMEHT 3a B3eMaHe Ha npobu oT Macio. Korato ceH3opHara oleHka
Ce M3BBpIIBA Ha JIPYro MSCTO, pa3jIM4HO OT XJIAJWIEH CKJIaJ, TO ToraBa Ou cieaBalio Ja
0b1e B3era mone 500 g mpoba.

8.3. Ilo Bpeme Ha oIrleHKaTa MacjaoTo O6u cieaBaio Aa e ¢ Temneparypa ot 10 go 12 °C.
[Ipn Bcuukum cinydyan Ou cieaBaiio Aa ObAaT M30STBaHU TOJIEMU OTKJIOHEHHUS OT Ta3u
TeMIEpaTypa.

9. HomenkiaTtypa

BUX IIPUJIOKCHATA Ta6J'II/II_Ia 2.

Tabuauna 1: oueHsiBaHe HA pe3yJITaTUTE HA MAaCJI0

BBHIIHOCT KOHCI/ICTCHLII/IH apomar
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TOY- TOY-
KA KA
Tou- | No (cna No (cna No
3a0eNeKKH c 3a0enexKu c 3a0eNeKKH
K (1) Kaye (1) Kaye (1)
CTBO CTBO
) )
5 MHO20 000pa 5 Mmnoeo 0obpa 5 MH020 000BD
UJealeH TUIT Wneanen tun ujcaleH THIT
Hali-BUCOKO Haii-Bucoko Hali-BUCOKO
KauecTBo (cyxa) kKauecTBO  (mOOpe KauecTBO
ce Hama3Ba) (abCcoMOTHO  YHCT
Haii-puH apomar)
4 oobpa (2) 4 Lobpa (2) 4 000wp (2)
HsIMa BUIUMMU 17 | Teepoa HiIMa BUIUMHU
nedexTu 18 | Meka nedexTu
3 3a00801UMeENHA 3 3aoosonumenua 3 3a0080.1UMeNeH
(mexm  nmedexTH) (;exu medextn) (mexkn  nmedexTn)
1 pOHJIMBa, 14 | Cunkasa, 21 | Heuucr
2 BJIAYKHOCT 15 | tpouutuBa 22 | 9yXJ BKYC
HEe/HAKBA, JIeTIKaBa, TECTsBa, 25 | xucen
3 JIBYIIBETHA 16 | ma3Ha 27 | TOTBapCKH BKYC,
HEPaBHOMEPHO 17 | Brnaxna BKYC Ha H3TOpPsIIO
4 OLIBETSIBaHE, 18 | Tewpma 33 | BKyc Ha sneHe
U3IIBCTPEHA  KaTo Meka 34 | mosHOKAuYeCTBEH,
5 Mpamop TOpYUB
6 Ha IeTHa 35 | mpeconeH
7 OTJEJISIHE Ha OJIMO
8 IIPEKAJIEHO
OIIBETCHA
BOJHHCTA
KOHCHCTCHITHS
2 He3a008oaumenta | 2 Heszaoosonumenna | 2 He3a0080umeneH
(6uoumu deghexmu) (6uoumu oegpexmu) (6uoumu deghexmu)
1 pPOHJINBA, 14 | Cunkaga, 21 | mHeuwmcr
3 BIIQ)KHOCT 15 | TpouutuBa 22 | 9yx1 BKyC
HEpPaBHOMEPHO JenKaBa, TECTsABA, 23 | BKucHan
4 OLIBETSIBAHE 16 | ma3Ha 25 | kucen
U3MBCTPEHA  KaTo 17 | Bnaxna 32 | okucieH BKYC,
5 Mpamop 18 | Tewpua METaJIEH BKYC
6 Ha IeTHa Mexka 33 | Bkyc Ha szeHe
10 | ormenstHE HA OJIHO 34 | DOoNMHOKAYeCTBEH,
11 |4uyxnau CbCTaBKU TOpYMUB
12 | nnecensicana 35 | mpeconeH
HEpa3TBOpPEHa COJI 36 | myxmscaro-
3aCTOSUI, THHJ
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38 | XUMHYECKH BKYC

1 aowma (conemu | 1 Jlowa (conemu | 1 0w (conemu

oeghexmu) Oeghexmu) Ooegexmu)

1 POHIINBA, 14 | Cumnkasa, YyXJ BKYC

3 BJIAYKHOCT 15 | TponutuBa CUPEHSB, apomar
HEPaBHOMEPHO JenKaBa, TECTsBa, Ha KHCEI0 CHPEHE

4 OLIBETSIBaHE 16 | ma3Ha 22 | pepmenTupan
U3MBCTPEHA  KaTo 17 | Bnaxna 24 | BKyC Ha IJIeceH

5 Mpamop 18 | Tewpma 25 | rpanscan
Ha TIeTHA Meka 26 | MazeH, C BKyC Ha

6 28 | puba

7 OTJIEJISIHE Ha OJIHO 29 | okucieH BKYC,

9 MpeKaJIeHO 30 | meranen BKYC

10 OLIBETEHA 31 | monHOKaYeCTBEH,

11 |Tpanympana 32 | ropums

1p | HyKaM CBCTABKH 34 | myxmscano-
IJIeceHscana 36 | 3acTosia, THHI
HEpa3TBOPEHA COJI 37 | manmoB

38 | xummuecku BKyc

(1) Tabnuua 2.
(2) nedexrture, ynomeHatu moj ,,00pe” MpenCTaBiIsABAT CaMO MaJIKU OTKJIOHEHHS OT
WCATHHS THIIL.

32001R0213.doc - LITIP - pegakTupan



Tadauua 2: Tadbauua Ha nedeKTUTE HA MACJIO0

1. BvHuwmnocm

. POHJIMBA, BIIAYKHOCT

. Hee/THAKBA, JIBYI[BETHA

. HEpaBHOMEPHO OIBETSBAHE
. UBIIBCTPEHA KaTO MpamMop
. Ha TeTHa

. OTJICIITHE Ha OJIMO

. TIPEKaJICHO OIIBETCHA

. BOJIHMCTA KOHCHUCTCHIIHS
. TpaHyJIMpaHa

10. uwyau chCTaBKH

11. nmnecensicana

12. nepaszrBopeHa coi

O oo ~NANWnNPDWN K

Il. Koncucmenyus

14. CunkaBa, TponuiMBa

15. nmenkaBa, TecTsABa, Ma3Ha
16. BmaxkHa

17. TBBpHa

18. meka

1. Apomam
20. 6e3 apomar

21. Heuncr (l)

22. 9yX]Jl BKYC

23. BKUCHAJ

24. cupeHeH, apoMar Ha KHACEJ0 CUPEHE
25. xucen

26. pepmeHTHpAT

27. (a) TOTBapCKH BKYC

(6) BKyC Ha U3ropsuIo

28. BKyC Ha IJIeceH

29. rpanscan

30. mazeH, ¢ BKyC Ha puba
31. noen

32. (a) oKHCIIEH BKYC

(0) meTasneH BKyc

33. BKyC Ha si7icHE

34. 1OTHOKAa4YeCTBEH, TOPYHB
35. mpeconen

36. MyXJIcaa0-3acTOoSUT, THHIT
37. ManioB

38. XMMHYECKH BKYC
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1 .
() ToBa o0o3HauaBaHe Ou CJICABAJIO da CC€ HU3IIOJI3Ba BB3MOKXHO HaU-PAIAKO, U CaMO
Korato I[e(beKT’bT HC MOXC Ia 6’bﬂe OIIMCaH I10-TOYHO.
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HIPUJIO>KEHUE VIII
(Unen 7)

MNPUJIOKUMA TTPOLEAYPA TIPU OCIIOPBAHE HA PE3YJTATHUTE OT
AHAJIM3A (XUuMHYeCKH aHAJIH3)

1. ITo nckane Ha omeparopa Moke Ja ObJie U3BBPIICH JOIBIHUTEICH aHAINU3 B PAMKUTE
Ha ceneM pabOTHM JHU OT CHOOLIABAaHETO HA PE3YJATAaTHTE OT MbPBUS aHAIU3, NPHU
yCJIOBHE Ye ca HaJUYHU 3aredyaraHd AyOiupamy npoOH OT MpOAYKTa, KOHWTO Ce
ChXpaHsIBaT M0 MOIXOI] HAYMH OT KOMIIETEHTHUTE OpPraHu.

2. I1o uckaHe u 3a CMETKa Ha OlepaTopa, KOMIETCHTHUST OpTaH U3Mpalia Te3u mpoou Ha
BTOpa Jsabopatopusi. Tasm maboparopuss TpsOBa Ja € OTOpPU3MpaHa Ja HW3BBPIIBA
opunmasHn aHayM3M M TPsAOBa J1a MMa JOKa3aHa KOMIIETCHTHOCT 3a BBIIPOCHHUTE
anamu3u. KomrereHTHOCTTa OM ClieBaiio J1a € JOKYMEHTHUpPaHa OT YCIICHIHO y4acThe B
CBHBMECTHH M3CJIeIBaHUs, MPO(ECHOHAIHU TECTOBE WIM CPABHEHUS MEXTy J1JAOOPaTOPHH.
Bropara naboparopusi TpsiOBa na m3nonsBa pedeperHust metoa. IlomyueHute ot nBeTe
nabopaTopuu pe3ysTaT TpsOBa jaa ObJaT OILICHEHH, KaKTO CJIe/Ba:

(@) xoeamo oOeeme nabopamopuu UNBAHAGAM USUCKEAHEMO 34 NOSMOPAEMOCH U
U3UCKBAHEMO 34 8b3NPOU3BENHCOAHE:

CpenHo apuUTMETMYHATa CTOWHOCT Ha TECTOBUTE pE3yJTaTH, IOIY4YEeHU OT JBETE
nabopaTopuH, ce M3IMOJI3Ba PH OKOHYATEITHUS pe3yaTar. To3u OKOHYATEJIeH Pe3yiTar ce
OLICHSIBA, KAaTO CE€ B3e€Ma IMPEABUJI KpUTHUYHATA pa3jIMKa, IPU HM3I0JI3BaHE Ha ClIe/IHATa

dbopmya:

- 0.84 : ) 1 1
s -2 (% 3)

KBJIETO:
— y: CpeIHO apUTMETWYHATa CTOWHOCT HAa BCUYKHU PE3yNATaTH, MOJYyYEHU OT JBETE
naboparopuu

mo: rpaHuIIa

R: Bp3mpOM3BEKNAHE

I': IOBTOPSIEMOCT

N,: Opoit pe3ysrarH, Mosy4eHu ot Jadboparopus |

N,: Opoit pe3yaTarH, MoJy4YeHu Ot Jadoparopus 2.
benesicka: AKO OKOHUATETHUAT PE3yATAT C€ U3UUCIISABA MIPU M3MOI3BaHe Ha popMyraTa:
Xx=y ty, orx=y/y,

(Bmx mpunoxxenue [V(3) u (4), chorBeTHO), R 2X 1 r 2X OU cienBano aa ObaaT BHECEHU
2 2
BBB (hopmynara BMecTo R ur .

(6) Ko2camo oseme Jza60pam0puu U3NBJIHABAN USUCKBAHENMO 34 noemopsiemocm, HO He
U3NBJIHABAM U3UCKEAHEMO 34 6’b3l’lp0u36€9f€0aH€I
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AKO BTOPHSAT aHAJIM3 MOTBBPKAABA IBPBUS, AHATHU3UPAHOTO KOJMUYECTBO OU CIIEBAIIO 1A
ObJie OTXBBPIICHO. B MpOoTHBEH citydail, KOJIMYECTBOTO OM CIIEJBAIO J1a CE IIpUEMe.

(B) koeamo camo eoHa nabopamopus U3NBIHAEA USUCKBAHEMO 3d NOBMOPAEMOCH.!
OkoHYaTEIHUAT pe3yaTaT Ha JgaboparopusATa, KOSTO U3IBJIHSIBA M3UCKBAHETO 3a
MIOBTOPSIEMOCT, CJE€ABa Ja C€ W3MO0J3Ba, 32 Ja CE€ pelM Jald Ja ce IpUueMe
aHAJIN3UPAHOTO KOJINYECTBO.

(r) xoeamo Huxos nabopamopusi He U3NBAHABA U3UCKEAHEMO 3d NOBMOPIEMOCH, HO
UBUCKBAHEMO 3d 8b3NPOUZBENHCOAHE € USNBIAHEHO.
[Ipunara ce (a).

(II) Kozcamo HUKOA /za60pam0pwl He U3NBJIHABA HUMO U3UCKBAHENIO 3a noemopiaemocn,
HUMO U3UCKedHemno 3a 6b3np0u3ee:)fc0aHe:

AHaJII/I3I/IpaHOTO KOJIMYECTBO OH CJICABaJIO Ja 6”[),[[6 IMPpUETO, aKO IMOJYYCHUTC OT C€JHa
J'Ia60paTOpI/I$I pe3yiTaTtu BOJAT A0 TOBA 3aKJIFOYCHHC.

(e) koeamo pezynmamume ca noxyyeHu Ype3 U3NOA36AHEMO HA HEGATUOHU MEMOOU:
AHaM3MpaHOTO KOJUYECTBO OM cieBaylo Ja ObJe NPUETO, aKO IOJIY4YEHUTE OT eJHa
nabopaTopust pe3yiaTaTd BOJAT JJO TOBA 3aKIHOUYEHUE.

3. Pesynratute oT BTOpUsA aHanu3 TpsAOBa Aa ObAaT CHOOIIEHHM Ha Omeparopa OT
KOMIIETEHTHHSI OpraH Bb3MOXKHO Hail-Obp30. Pasxoaurte 3a BTOpHS aHanu3 cieasa Ja
ObJaT MOETH OT OIepaTopa, ako aHATU3UPAHOTO KOJTUYECTBO CE OTXBBPIIH.

4. Axo onepaTopbT MOXeE Jia JOKaKe B paMKUTE Ha MeT padOTHH THH OT B3eMaHETO Ha
npobara, 4ye mpoleaypara MO B3e€MaHETO Ha mNpoldaTra HE € H3BBPIICHA KOPEKTHO,
B3eMaHEeTO Ha mpoOaTa TpsOBa Ja ObJe MOBTOPEHO, KOraro TOBA € BB3MOXKHO. AKO
B3€MaHETO Ha pobarta He MOXe J1a ObJie TOBTOPEHO, AHATU3UPAHOTO KOJIMYECTBO TPsOBa
na Ob/ie PHUETO.
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IIPUJIO’KEHUE IX
(Unen 8)

OIIPEJAEJISIHE HA BOAHOTO CbABbP/KAHUE HA MACJIO

1. OOXBAT M MPHUJIOXKHO T0JIE

To3u pedepeHTeH METO YyCTAaHOBSIBA METOIMKA 32 OMPEACIISIHE HAa BOAHOTO ChIbPKAHUE
Ha Maclo.

2. TlozoBaBaHuA

IDF cranmapt 50 C: 1995 — Miiko ¥ MJIEYHU NPOIYKTH — METOJAM 3a B3EMaHE Ha
npoou

3. dedunumusn

BonHo chabpikaHue Ha Macio: 3arybara Ha maca Ciiel 3aBbpIIBaHE Ha IMOATPSBALIHS
polec, OnpeieleH B ynoMeHaTus ctannapt. Mzpasssa ce B rpamose Ha 100 rpama.

4, TpuHIHAI

W3napsiBane Ha BoJa OT TECTOBA J03a B CYIIWJIHS, B NMPUCHCTBUETO HA MEM3a U TPHU

temneparypa ot 102 °C.

5. Amapartypa u MaTepHuaJu
Oo6wnuaiina 1abopaTopHa araparypa, u mo-CIeluaIHo:

5.1. AHanuTHYHA Be3Ha C YyBCTBUTEIHOCT 1 MQ

5.2. Tlem 3a cymieHe, cHabJeHa ¢ €(QEKTUBEH CYIIMJIEH areHT (Hampumep, MpsCHO
M3CYIIEH I'ell Ha CHIIMIUEB JIBYOKUC C HHAMKATOP 32 BIAXHOCT).

5.3. Ilemy 3a cymieHe, BEHTHIMPaHa, TEPMOCTATUYHO KOHTPOJIHMpaHa, onepupaiia mpu 102
+ 2 °C B 1s510TO pabOTHO MPOCTPAHCTBO.

5.4. CTpKieHH, TTOPIIEIAHOBUA M HEPHKIAEMH METATHU ChJI0OBE, C BUCOYMHA OT OKOJIO 20
mm., auameTsp oT 60 10 80 mm.

5.5. Ilem3a, rpanynupana, u3mMura, ¢ fuamersp ot 0,8-10 mm.

6. BzemaHne Ha npoou
Bk IDF 50 C: 1995

7. lIpouenypa

7.1. IlonroToBKa Ha TeCTOBaTa Mpoda
JIaboparopHata mpo0a ce 3aToruisl B 3aTBOPEH CTHKJICH WM MOIXOISII IIACTMACOB Ch]I,

32001R0213.doc - LITIP - pegakTupan



KOWTO OU ClIeZIBAJIO Ja € IIBJICH OT €/IHa BTOpa J0 ABE-TPETH, 10 TeMIIeparypa, IpHu KOSITO
mpobaTa 1e CTaHe JOCTaThbYHO MEKa, 3a J]a C€ YJIECHH CMECBaHETO N0 MOCTHUTaHe Ha
XOMOTE€HHO CBCTOSIHME (MM C MEXaHWYeH MIeWKbp WM ¢ pbka). OOuuaiiHo,
TeMIiepaTypara Ha cMecBaHe He Ou cieaBaio na Haasumana 35 °C. [Ipobata ce oxmaxmaa
1o craitHa Temneparypa. CpIbT ce OTBapsi Bb3MOKHO Hal-ObP30 ClIe]] OXJIAXKIAHETO Ha
npobara U ce pasknama Obp30 (He moBede oT 10 CeKyHAM) ¢ TMOIXOMAIN IMPEAMET,
HaIpUMep JIbXKHUIA WM IINATya, MPeau 1a ce MPEeTeriu.

7.2. OnpenensiHe Ha BOJHOTO ChIbpKaHUE
7.2.1. B cbna (5.4) ce moctasst npubnusurento 10 g nemsa.

7.2.2. CpabT ¢ meM3arta ce u3cymana B nenrra (5.3) npu 102 + 2 °C naii-mManko 3a e1uH
Jac.

beneorcka: [lepuonure Ha cymiene, ynomeHata B 7.2.2, 7.2.5 u 7.2.7, 3anounar,
Korato Temreparypara Ha nemra gocturae 102+2 °C.

7.2.3. CpabT ce ocTaBs Jla ce OXJIaau B eKcukarop (5.2) mo TemriepaTypaTa Ha cTasrta 3a
MPETErJIsTHe U Ce MPETErys ¢ TOYHOCT 10 1 mg

7.2.4. B chaa ce u3MepBa ¢ TOYHOCT 0 1 MQ TecToBa 703a OT MPUOIM3UTEIHO 5 MQ OT
TecToBara mpooa.

7.2.5. Cpapt ce nocrtasd B nenira 3a cyuiese npu 102 + 2 °C u ce octaBs Jja IPECTOU TPU
qaca.

7.2.6. CpabT ce ocTaBs Ja ce OXJaJu B €KCHUKATop /10 TeMIlepaTypara Ha crasTa 3a
MPETETJISIHE U CE€ MPETErJIA C TOYHOCT 10 1 Mg

7.2.7. TlpoiechT Ha CyIICHE C€ TOBTaps 3a JOMBJIHHUTEIHU MEPUOAHN OT €IUH 4ac, KaTo
OXJIQXJIAHETO M TMPETEIVIIHETO C€ M3BBPIIBA BCEKU I'BT, KAKTO € MOCOYEHO, JOKATO Ce
MOCTHTHE KOHCTaHTHA Maca (poMsiHATa Ha MacaTa He TpsOBa Ja HajBuInasa 1 mg).

B cnyuaili Ha yBennuaBaHe Ha macaTa, 32 M3YMCJICHHE C€ B3eMa OTYEeTeHaTa Haill-Majka
Mmaca.

8. M3pa3siBaHe Ha pe3yJTaTH
8.1. Meton Ha u3zuucisBane u hopmysa

Boanoro chabpkanne W ce M3YHCIsABa KaTO MPOIEHT OT Macara 4pe3 M3IMOJI3BaHE Ha
cnennara popmyna:

w="2" 00
m; —m,
KBJCTO:
mo e Macara B rpamMoBe Ha chaa c neMsara (7.2.3)
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il , € Macara B IpaMOBE Ha TECTOBATa J103a, Chlla W memsara npeau cyuiene (7.2.4)
m , € Macara B IpaMOBE Ha TECTOBaTa J03a, Cbhla M nemsara cien cymene (7.2.7)
Pesynrarure ce OTYHUTAT 10 IBPBUS JIECETHYECH 3HAK.

8.2. [loBTOpsiemocT

AOcoIOTHATA pa3liiKa MEXKIY PE3yJITaTUTE OT JBE OTICIHH ONPEICISHHS, U3BbPIICHU
€THOBPEMEHHO WJIM €THO CJIC] APYTO OT CHIIUS OTIEPATOp U MPH CHIIUTE YCIOBUS BHPXY
WJICHTUYEH TECTOB Marepual, He Haapuiara 0,2 %.

8.3. Bp3npousBexaane

AOcomroTHaTa pa3iuKa MEXAY JIBa OTICITHH W HE3aBUCHMH pe3yaTara, MOJy4eHU OT
JIBaMa OIIepaTOPH, KOUTO PabOTAT B PA3IMYHH JTaOOPATOPUU BBPXY HUIECHTUYEH TECTOB
Marepuai, He Hajasumana 0,3 %.

9. OTunTaHe HA TecTa

[Tpu oTuMTaHEeTO HA TECTa CE MOCOYBAT M3MOJI3BAHHUAT METOJ U MOJNyYCHUTE PE3yJITaTH.
Cpmio Taka, ce ynmoMeHaBaT BCHYKH ONEPATHUBHH JETAIIM, KOUTO HE Ca OINpPENEeICHU B
TO3HM MEXJIYHAapOAEH CTaHAAPT WM KOUTO C€ CYMTAT KaTo OMIIMSA, 3aeIHO C JICTAWINTE 3a
BCHYKH CITy4allHOCTH, KOUTO MOJE Jla ca TOBJIMSIN Ha pe3yarature. [Ipu oTunranero Ha
TeCTa ce JaBa BciKa HeoOxoauma wWH(GOpMAIMA 3a IBIHOTO HWACHTH(QHUIHMpAHE Ha
npobara.
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HIPHUJIOJKEHUE X
(Unen 8)

MACJIO: ONPEJEJJAHE HA CbABPKAHUETO HA CYXO BEIECTBO BE3
MA3HUHU

1. O6xBaT M NPHUJIOKHO T10JIe
To3u crangapT ycTaHOBsSIBA METOJ 3a ONpPENENIsIHE Ha ChIBPKAHUETO HAa CyXO BEIIECTBO
0e3 Ma3HHUHU B MacIIo.

2. Ilo3oBaBaHus
IDF cranmapt 50 C: 1995 — Miiko ¥ MJIEYHU NPOIYKTH — METOJAM 3a B3EMaHE Ha
npoou

3. dedpunumun

CpabppkaHue Ha CyxO BEIIECTBO 0€3 Ma3HWHHU B Macllo: MPOIEHT OT MacaTa, YCTaHOBEH
IpH orpeenenHara npouenypa. Mspasssa ce B rpama Ha 100 rpama.

4, TpuHIHAI

W3napsiBane Ha BOoja OT M3BECTHA Maca Maclio, eKCTPAKIMs Ha Ma3sHHHATAa C METPOJICH
eTep U U3MEpBaHe Ha yTalKara.

5. Pearenrt

[etponen erep ¢ ammuryaa Ha kumeHe ot 30 g0 60 °C. Cnen usnapsisanero Ha 100 ml,
peareHThT He OCTaBs moBeve oT 1 M yraiika.

6. Anaparypa u MaTepHaJIu

6.1. AHanUTHYHA BE3HA C YyBCTBUTEIHOCT 1 MQ

6.2. Ilemy 3a cymieHe, cHa0JeHa C e(QEeKTHBEH CYIIWJIEH areHT (Hampumep, HpsSCHO
M3CYILEH T'ell Ha CUJIMIUEB ABYOKUC C MHJIUKATOP 3a BJIAXHOCT).

6.3. Ilew 3a cymieHe, BEHTUIMpPaHa, TEPMOCTaTUYHO KOHTPOJIMpaHa, onepupaia mnpu 102
+ 2 °C B usan0TO pabOTHO MPOCTPAHCTBO.

6.4. CTbKJIEHH, NOPIEIAHOBH U HEPBKAAEMH METAIIHU ChJIOBE, C BUCOUMHA OT OKOJ0 20
mm., auameTsp oT 60 10 80 MmM., ¢ peaABUACHA CThKIeHA ObpKaKa.

6.5. @UATHPEH Teresn, CHHTEPOBO CTHKJIIO, C AMAMETHP Ha Topa oT 16 10 40 um, ¢ konba
3a BCMYKBaHe.

7. BzemaHe Ha npo0n
Bux IDF cranmapt 50 C: 1995
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8. lIpouenypa

8.1. TloaroroBka Ha TecToBaTa mpoda

JIaboparopHata mpo0a ce 3aTOIUIs B 3aTBOPEH CTHKJICH WM MOIXOMSIN MIAaCTMACOB Ch/,
KOWTO OU ClIeJIBAJIO Ja € ITBJICH OT €JIHa BTOpa J0 ABE-TPETH, 10 TEMIIepaTypa, IpHu KOSITO
mpobaTa 1e CTaHe JOCTaThbYHO MEKa, 3a J]a C€ YJIECHH CMECBaHETO N0 MOCTHUTaHe Ha
XOMOT€HHO CBhCTOSIHME (WJIM C MEXaHW4YeH MIeHKsp wuim ¢ pbka). OOwuuaiiHo,
TeMIiepaTypara Ha cMecBaHe He Ou cieaBaio na Haasumasa 35 °C. [IpobaTa ce oxmaxmaa
1o craitHa Temneparypa. CpIbT ce OTBapsi Bb3MOKHO Hal-ObP30 ClIe]] OXJIAXKIAHETO Ha
npobara U ce pasknama Obp30 (He moBede oT 10 CeKyHAM) ¢ MOAXOIAI] IPEAMET,
HaIrpuMep JIbXKUIA WM IINATYya, MPear IPETErIsTHETO.

8.2.  Omnpenensine

8.2.1. CeubT ¢ Obpkankara (6.4) u terena (6.5) ce m3cymana B memra (6.3) 3a 1 gac.
Te3u npenmeTn ce OCTaBAT Ja e OXJIAAAT B €KCHKATOPa U CE MPETErysaT 3aeqHO (Harp.
ChJ1, ObpKajka M Terein) ¢ To4HocT 10 1 mg (m,).

beneosicku: — xato [IpaBuJIO, JOCTATBbYHOTO BPEMC 3a OXJIAXKIAHEC € 45 MHHYTH,
— BaXXHO €, KOrato €€ aHaJiu3vpa 1noBC€UYC OT €AHa TCCTOBA N03a B IapTHaaTa, 3a BCsAKa
TECTOBA 4034 Ja CC U3II0JI3Ba ChIIaTa KOM6I/IHaHI/IH OT CbA, 6’pra.]'IKa X TCIrClI.

8.2.2. TerenbT ce OTCTpaHsBa, OTYUTA CE€ OOIIOTO TEIVIO HAa ChJa W OBbpKajIKara ¢
To4HoCT J0 1 mg (m,).

8.2.3. B cbua ce u3mepBa ¢ TOYHOCT 0 1 MQ TecToBa /103a OT NPHOIH3UTEIHO 5 MY Ha
TecToBara mpoba (8.1) (m,).

8.2.4. CoubT (3aemHO ¢ OBpKaAJIKaTa U MacioTo) ce moctass B nemra npu 102 + 2 °C u
ce OCTaBs Ja IPECTOU Mpe3 HOLITA.

8.2.5. CoanwT (8.2.3) ce ocTaBs Ja ce OXJIaJu Ha CTaliHa TeMIepaTypa.

8.2.6. 15 ml Tompa (mpubausurento 25 °C) nmerposieH etep ce 100aBs KbM ChAa U Ce
OTHENsl KOJKOTO € BB3MOXKHO TIOBEYE€ OT CEIUMEHTa, 3aJlemHal 3a ChJAa, upes3
M3MOJI3BaHETO Ha CTHhKJIEHaTa Obpkaika. Pa3TBOpUTENAT ce MpexBBHPIsS B Tereina U ce
ocTaBs aa ce puirpupa B KobaTa 3a MpOCMyKBaHE.

8.2.7. Omepanust 8.2.6 ce W3BBpIIBA AOMBIHUTETHO UYETHPU IBTH. AKO BBPXY
IIOBBPXHOCTTA Ha Yallara HsiMa CJIeIM OT Ma3HUHA, [10 BpEME Ha YETBBPTOTO U3MHUBAHE B
Terena ce NMPEexXBBPIIsl Bb3MOKHO HAW-MHOIO KOJMYECTBO OT CeIMMEHTa. B mpornBeH
cilydai, onepanus 8.2.6 ce moBTaps 10 ISUIOCTHOTO €IMMHHHPAHE Ha BCUUKH CIEAHU OT
Ma3HHUHa.

8.2.8. CenuMeHTHT B Terena ce u3MuBa ¢ 25 ml Tombsr meTposieH ecrep.

32001R0213.doc - LITIP - pegakTupan



8.2.9. CobabT M ObpKaJIKaTa ce U3CYyIIABaAT 3aeAHO ¢ Terena B nemra npu 102 + 2 °C 3a
30 MUHYTH.

8.2.10. CbpabT ce ocTaBs Ja ce OXJIAIM B €KCUKAaTopa Ha CTailHa TeMIieparypa U ce
n3MepBa ¢ TOYHOCT 10 1 Mg

8.2.11. Oneparnuu 8.2.9 u 8.2.10 ce noBTapsT, T0KATO HE C€ MOJY4YH OOIIa KOHCTAaHTHA
Maca (TpoMsiHaTa Ha Macata He TpsOBa Ja HajaBHIIaBa 1 MQ) 3a cbaa, ObpKajIKaTa U
Terena (my).

9. U3pa3siBaHe Ha pe3yJITATH

9.1. M3uucnsaBane Ha ChABP)KAHUETO HA CYXO BEIIECTBO 0€3 Ma3HUHH
CpabpxaHHeTo Ha cyxo BemiecTBo 0e3 MasHuHM SNF ce m3umcisBa KaTo IPOLEHT OT
MacaTa 4pe3 M3II0JI3BaHe Ha cieqHara Gopmyna:

SNE=T "M . 100
m, —m,
KbACTO:

mo € Macata B IpaMOB€ Ha Mpa3HUsl CbJl CbC CThKIeHaTa Obpkanka u terena (8.2.1)
M, e macara B rpamoBe Ha mnpasHUs CbI CbC CTbKICHAaTa Obpkanka (8.2.2)
M, ¢ macara B rpamoBe Ha TecToBara 1032 UM CbIA CbC CTbKICHATa ObpKaika (8.2.3)
m3 KpaifHaTa Maca B I'paMOBE Ha ChJia C ObpKajKaTa W TErelia, ChAbPIKAIl CEIUMEHTA

(8.2.11)
Pe3y.]'ITaTI/ITe CC oTUHTaT 10 H’I)pBI/If{ JNECCTUYCH 3HAK.

9.2. IloBTOpsieMocT

AOcomtoTHaTa pa3iuKa MeXAy pe3ylTaTUTe Ha B OTIEIHH OINpenessHUs, U3BbPIICHU
€THOBPEMEHHO WJIM €JTHO CJIe] PYTO OT CHIMUS OTIEPATOP U MPH CHIIUTE YCIOBHUS BHPXY
UJICHTHYEH TeCTOB MaTepuain, He HaaBumasa 0,2 %.

9.3. Bp3npoussexaane

AOcoioTHaTa pasiiuka MEXIy JBa OTACIHU W HE3aBHUCHMH pe3yiTaTa, MOJy4yeHU OT
JBaMa OMEepaToOpH, KOUTO PabOTIAT B pa3NUYHM JIaOOPATOPUU BBPXY HUICHTHYEH TECTOB
Marepuai, He Hajasuiana 0,2%.

10. OTunTaHe HA TecTa

[Ipu oTuMTaHETO HA TECTa C€ MOCOYBAT U3IMOJ3BAHUAT METOJ U MONYUYEHUTE PE3yNITaTH.
CT)H_[O TakKa, C€ YHOMeHaBaT BCUYKH OHepaTI/IBHI/I HeTaﬁJ’IH, KOUTO HE Ca OHpe)IeJ'IeHI/I B
TO3U MEXIYHAPOJICH CTAaHAAPT WM KOUTO CE CUUTAT KAaTO OMIIUA, 3a€THO C JIeTallnnuTe 3a
BCUYKHN CHy‘I&ﬁHOCTH, KOHUTO MOXKE€ J1a Ca IMOBJIUAJIN HA pe3ynTaT1/ITe. HpI/I OTYUTAHECTO HaA
TeCTa ce JaBa BCsSKa HeoOxoauMa wuHpOpManus 3a TBJIHOTO HACHTU(DHUIIMPAHE Ha
npobara.

Beneoicka: Axo ce aHalM3Mpa OCOJIEHO Maclio, pubaBeHaTa CoJl Ce OMpeAessl KaTo CyXo
BEIIeCTBO 0e3 Ma3HMHHU. 3a ONpEACISHETO Ha ChIBPKAHUETO HA CYXO BEIIECTBO 0€3
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Ma3HUHH B MJIIKO, ChABP)KaHHETO Ha mNpubaBeHara coil TpsOBa ga ce HU3BIEYE OT
ChIBPKAHUETO HA CYXOTO BEIIECTBO 0e3 Ma3HUHM. V3UuClIIBaHETO Ha JaHHUTE Ha
HPEIM3HOCTTAa 332 ONPEAENISHETO Ha ChIBP)KAHHETO HAa CyXO BEIECTBO 0€3 Ma3HUHU B
MJISIKO €:

noBropsiemoct: r = 0,104 %
BB3npousBexaane: R = 0,206 %.

Moxe ma ce HampaBy 3aKIOYCHHUC, Y€ AJAHHUTC Ha MNOPCHHU3HOCTTA, IIOJYUYCHHU 3a

OIMPCACIIIHETO HAa CBABPKAHUCTO Ha CyYXO BCHICCTBO 0e3 Ma3HHWHH, Ca BaJIMJHHU 3a
OMPCACIIAHCTO Ha ChbABbPKAHHUCTO HA CyXO BEIICCTBO 0e3 Ma3HUHU B MIISKO.
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1IPUJIO’KEHUE X1
(Unen 8)

OINIPEAEJISIHE HA CBABPKAHUETO HA MA3SHUHH B MACJIO

CpabppikaHMEeTO Ha Ma3HMHUM B MacjloO C€ IOJdy4aBa JUPEKTHO 4Ype3 OIpeAcisHEe Ha
BOJIHOTO ChIBbPXKAHUE U ChIBPKAHUETO HA CYXOTO BEIIECTBO 0€3 Ma3HHMHHU, CbOTBETHO
ChbIIIacHO Npuiox eHue IX u npunox enne X. IIpoueHTHT Ha MasHMHUTE OT Macara €
paBeH Ha:

100 — (W -+ SNF)
KBJIETO:
W: IpoLIeHT Ha BoJa OT MacaTa

SNF: nporeHT Ha CyX0TO BEEeCTBO 0€3 Ma3HMHU OT Macara

W3uncnenure JaHHHW Ha MPEHU3HOCTTA 3a OIPCACIAHCTO Ha CbABPIKAHUCTO HA MA3HHUHU
ca:

noBropsiemoct: r = 0,22 %

Bb3npousBexaane: R = 0,36 %.
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1IPHJIOKEHUE XII
(Ynen 9)

OIIPEAEJISAHE HA CbABPKAHUETO HA BAHWJIMH B KOHIHEHTPUPAHO
MACJIO, MACJIO NI CMETAHA YPE3 BUCOKOOIITUMAJIHA EYHA
XPOMATOI'PA®UA

1. O0xBaT ¥ NPUIIOKHO OJIE
MertoapT omnMcBa IpoleAypa 3a KOJMYECTBEHO OIpEeNeNsHe Ha BaHWIMH B
KOHIIEHTPUPAHO MAaCJI0, MacJIO UM CMETaHa.

2. MpuHun

W3Bnuyane Ha U3BECTHO KOJIMYECTBO npoba ChC cMmec Ha
n3omnponanoi/eranon/aneronutpun  (1:1:2). VYrasBane Ha mo-rojsMara dYacT OT
Ma3HHMHHUTE upe3 oxjaxaaHe Mmexxay— 15 °C u — 20 °C, nocienBaHo oT HEHTpopyrupaHe.
Cnen paspexaaHe C BOAa, OINpeAessiHE Ha ChIbPKAHUETO HA BAaHWIMH Ype3
BHCOKOOINITUMaIHA TeuHa xpomarorpadus (HPLC).

3. Anaparypa
OOwnuaiina 1abopaTopHa araparypa, u mo-CIeIUaIHO CISAHOTO:

3.1. XnamumHUK, ¢ TeMIieparypa Ha oxyaxaane oT — 15 °C mo — 20 °C;
3.2.  CupuniioBku, ¢ ooem ot 2 ml;

3.3. MemOpanau mMukpoduiaTpu ¢ pazmep Ha mopa or 0,45 um, pe3WCTeHTHU Ha
pa3TBOp, KOHUTO Chabpka 5% ekcTpakTeH pa3TBop (4.4);

3.4. Cucrema 3a TeuHa xpomarorpadus, cbcTosma ce or mommna (morok ot 1,0
ml/min), umkektop (20 pl wHXEKTUpaHe, aBTOMATHYHO WK pPbYHO), UV-merextop
(ynkumonupany npu 306 nm, 0,01 AU nbnHa ckama), 1aTYMK HJIM UHTETpaTop H

KOJIOHEH TepMocTart, GyHKIuonupain mnpu 25 °C;

3.5.  Anamutnyna komona (250 mm. x4,6 mm.ID), o6sura ¢ LiChrospher RP 18
(Merck, 5 um) unu eKBUBAJICHTEH MaTepua,

3.6. 3amwurtHa komoHa (okomo 20 mm. x3 mm. ID), oO6BUTa B CyXO CBCTOSIHHE C
Perisorb RP 18 (o1 30 10 40 um) unu eKkBUBaJICHTEH MaTepHall.

4. Pearentu
Bceuuku n3non3Banu peareHTH TpsiOBa Ja ca ¢ MpU3HATO aHAIMTUYHO Ka4eCTBO.

4.1. H3ompomaHon

4.2.  Ertanon 96% (V/v)
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4.3.  AUETOHUTPHI

4.4.  EkctpakTeH pa3TBOD
CwmecBa ce uzonponanoin (4.1), eranoin (4.2) u aneronutpui (4.3) B choTHOmeHue 1:1:2
(VIv).

45. BanwiuH (4-XHIpPOKCH-3-METOKCUOCH3AIIEXHT)

4.5.1. OcHoBeH pa3TBop Ha BaHwiIuH (= 500 pg/ml)
Oxomo 50 mg (CM.mg) BauwmauH (4.5) ce mpererast ¢ Tounoct a0 0,1 mg B 100 ml
W3MEpHTENTHA K0J10a, 100aBs ce 25 ml ekcrpakTeH pa3tBop (4.4) u ce 10JIMBa BOJa.

4.5.2. Crangaprex pa3tBop Ha BanwiauH (= 10 pg/ml).
5 ml ot ocHOBHHMS pa3TBOp Ha BaHWIUH (4.5.1 ) ce kamBaT B u3MepuTenaHa Kojiba ot 250
ml u ce nonuBa BoxA.

4.6. Meranon, HPLC-kauecTBO
4.7.  OuerHa KUCEJIMHA, KPUCTATU3Upaa
4.8. Bopga, HPLC-kauectBO

4.9. HPLC-mo6wiHa (aza

300 ml meranon (4.6) ce cmecBat ¢ okosno 500 ml Boxa (4.8) u 20 ml ouerHa xucenuna
(4.7) B uamepurenna kostba ot 1 000 ml u ce monusa Boaa (4.8). dunrpupa ce npes 0,45
pm ¢uarsp (3.3).

5. Ilpouenypa
5.1. [loaroroBka Ha TecToBaTa nmpoda

5.1.1. Macno

[IpoGara ce 3arpsiBa qokaTo 3amouyHe TomeHero. M36srBa ce mperpsisanero Han 40 °C.
Koraro mpoGata craHe J0CTaThbuHO I'bBKaBa, TS CE XOMOIECHU3Mpa 4Ype3 pas3KiallaHe.
Macnoto ce pa30bpkBa 3a 15 cexkyHau npeau BzemMaHeTo Ha npobara. Oxoiso 5 g (SMr.)
MacJo ce mpeTerysT ce ¢ TouHocT A0 1 mg B 100 ml uzmepurenna xonoa.

5.1.2. KoH1IeHTpUpaHO Macio

Henocpenctseno mpenu B3emMaHeTo Ha MpobaTa, ChABT C KOHIEHTPUPAHOTO Macjo ce
noctapst B niemt npu 40 mo 50 °C, mokato macinoTo ce pa3romnu HambiHO. [Ipobara ce
CMecBa upe3 pasKiallaHe Wwin ObpKaHe, KaTo ce u30srsa oOpa3yBaHETO Ha MeXypyeTa
BB3JyX OT MpeKaneHo CWIHOTO ObpkaHe. Okono 4 g (SM r.) KOHIEHTPUPAHO MACIO Ce
npererys ¢ TouHocT 0 1 mg B 100 ml usmepurenna xonoa.

5.1.3. Cmerana
IIpobara ce 3arpsiBa BbB BOjHA OaHs WM MHKyOaTop mpH Temmeparypa ot 35 mo 40 °C.
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Ma3sHuHaTa ce pasmpenenss XOMOTEHHO upe3 pasKialiaHe, U ako € HeoOXOAMMO- 4Ype3
O0bpkane. IIpobara ce oxmaxmaa 6bp30 g0 20 £ 2 °C. Ilpobara TpsOBa aa W3TISKIA
XOMOTEHHA, B MPOTUBEH CIy4ail mporeaypara ou cieasaio na 0b1ae noropera. Oxomo
10 g (SM r.) cmerana ce mpereris ¢ TouHocT g0 1 mg B 100 ml usmepurenna konbda.

5.2. [loarotoBka Ha TECTOBUS Pa3TBOP

JIaGoparopnaTa npo0a ce 3aTorJIs B 3aTBOPEH CTHKJICH MJIHM MOAXOJISII TIIACTMACOB Ch],
KOHTO OM clie[IBaJIO Ja € IIBJIEH OT e/lHa BTOopa J0 ABEe-TPETH, 10 TeMIIeparypa, IpHu KOITo
npobara Ie cTaHe JOCTaThbuHO MEKa, 3a Jla Ce YJIIECHH CMECBAHETO JI0 MOCTUTaHE Ha
XOMOT€HHO CBhCTOSIHME (WM C MEXaHW4YeH WIeHKbp wWiu ¢ pbka). ObOuuaiiHo,
TeMIlepaTypaTa Ha cMecBaHe He Ou cienBaio na Hagsumasa 35 °C. [Ipobara ce oxmaxaa
1o ctaifHa Temneparypa. CpObT ce OTBapsl Bb3MOKHO Hal-Obp30 Clie]] OXJIaXKAAHETO Ha
npobata u ce paskiama O0bp30 (He moBede OT 10 CeKyHIM) C MOAXOMSIN IPEIMET,
HaMpUMep JIbXKUIA UITU [INAaTyJa, MPEAU MPETEeTIISIHETO.

Jlo6aBst ce okono 75 ml ekcrpakten pastBop (4.4) kbM TecToBara qo3a (5.1.1, 5.1.2 unm
5.1.3), pa30bpKkBa ce WJIM C€ pasKialla CHJIHO 32 OKOJIO 15 MHUHYTH M ce JOIbJBa C
ekcTpakTeH pa3tBop (4.4). Okono 10 ml oT To3M eKCTpakT ce MocTaBs B pearcHTHa
CTBKJICHA Yallla ChC 3amylnanka. PeareHTHaTa CThKIIEHA Yallla Ce MOCTaBsl B XJIAIUITHUK
(3.1 ) u ce ocraBs na nmpecton okoso 30 munyTH. CTYIEHHUT EKCTPAKT ce HeHTpodyrupa
3a okosio 5 MuHyTH nipu npubnusutenHo 2 000 rpm u Beanara ce npenusa. [Ipenerusr
pa3TBOp ce OcTaBs Ja ce OXJaau J0 CTaliHa Temmeparypa. S ml oT npenetus pa3TBop ce
kamBa B 100 ml u3mepurenna konba u ce moimMBa Bojga. EnHA alMKBOTHA 4YacT ce
¢untpupa upesz memOpaneH puiThp (3.3). PunTpaTsT € rotos 3a onpexaensae or HPLC.

5.3. KanuGpupane

5 ml cranngapren pastBop BanwiuH (4.5.2) ce kanBatr B 100 ml usmepurenna xonoa.
Jlo6aBst ce okos10 5 ml excrpakren pa3TBop (4.4) U ce 10JIMBa 10 MapKUPOBKATa ¢ BOJA.
To3u paszrBop ceabpxka 0,5 pg/ml BaHuIMH.

5.4. Onpenensne upes HPLC

XpomarorpadckaTa cucTeMa ce ocTaBs 1a ce ctabunusupa 3a 30 munytu. MHxexTupa ce
cranfapTHUAT pa3tBop (5.3). ToBa ce moBTaps AOKaTO pas3luKaTa B IHUKOBaTa
MOBBPXHOCT UJIM MTMKOBaTa BUCOYMHA MEK/Y JIBE MOCIEA0BATEIHN UHXEKTHUPAHUS € 10-
Manka oT 2 %. Ilpu onucanuTe ycioBusi, BpEMETO 3a 3alla3BaHe Ha BaHUJIMHA € OKOJIO 9
MuHyTH. CTaHIapTHUAT pa3TBop (5.3) ce aHanu3upa JABOMHO 4pe3 MHXKeKTupaHe Ha 20
pl. Mmxektupa ce 20 pl ot TtectroBute pastBopu (5.2). Ompenmens ce NHKOBaTa
IIOBBPXHOCT WJIM BUCOYMHA 32 BAHUJIMHA, KOMTO € MoJy4eH. /IBOMHOTO MHXKEKTUPAHE Ha
crangapTHHs pa3TBop (5.3) ce moBTaps cien 10 MHKEKTHpaHUs Ha TeCTOBH mpodu (5.2).

6. M3uncasiBane Ha pe3yJTaTuTe
N3uucnsBa ce cpenHara nukoBa MOBBpXHOCT (wiu BucounmHa) (AC) Ha BaHWIMHA,
CBBbp3BaHa C JIBOMHHMTE MHKXEKTHPaHUA 32 BCAKA MapTHJIa Ha TECTOBUTE pa3TBOpH (0010

YETUPU ITOBBPXHOCTHU UIIN BI/ICO'-II/IHI/I).

N3uncnsaBa ce koepunmeHTsT Ha BiausiHue (R):
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R =AC/CM.

KBJCTO:
CM. e macara Banuianda B mg (4.5.1).
Coawspkanuero (Mg/kg) Banunun (C) B TecToBara mpoda € 1ajieHo OT:

_ ASx20x 0,96
- SM x R

KBJIETO:
AS = nuKoBa NOBBPXHOCT Ha BAaHWJIMHA B TECTOBAaTa IMpoda
SM= macara Ha TectoBata mpoba B ¢ (5.1.1, 5.1.2 unu 5.1.3).

Koraro ce ananm3mpa cMeTaHa 3a ChABP)KAHWE HA BaHWINH, KOHLCHTpALUATa Ha
WHJIUKATOpUTE TPsIOBa 1a Oble u3pa3eHa kato My unaukarop/kg mieunn masuunu. ToBa
ce n3BbppuIBa ype3 ymHoxkasane Ha C ¢ 100/f. f e cbappikaHneTo HA Ma3HUHM B CMETaHa,
M3pa3eHo B MPOLEHTH (m/m).

20 = daxTop, KOHTO B3eMa MPEIBUI Pa3pexkIaHUsITa B CTAHJapTHATA U TECTOBaTa poda
0,96 = paxkTop Ha KOPUTHPAHE 33 ChIBPKAHUETO HA MAa3HUHHU B IIBPBOTO Pa3peiKaaHe Ha
TecToBara mpooda

benesxcka: BmecTo mrukoBa MOBBPXHOCT MOTAT Ja ObJAT U3MOI3BAIA MUKOBU BUCOYMHH
(Bux 8.3).

7. TouHOCT HA MeTOA

7.1.  Tlosropsiemocr (I)

Paznukata Mexay pe3yinTaTHTe OT JBE ONPEACISHHS, W3BBPIICHU B Ha-KpaTKUs
BB3MOXEH CPOK OT €IMH W ChIIl ONeparop W NpH HM3MOJ3BaHE HA ChINaTa amaparypa
BBPXY UICHTHUYCH TECTOB MaTepuall, He MoraT 1a HajaBuinasat 16 mg/kg

7.2.  Bwsnpoussexnane (R)

Pasnukara Mexay pe3yinTaTuTe OT JBE ONPEACNSHUS, W3BBPIICHH OT OINEpaTopu B
pa3nuYHU JTabopaTopry W NPHU HU3IOJ3BaHE Ha ChIATa amaparypa BbPXY HJICHTHUYCH
TECTOB MaTepHall, He Morart Jia HaasumiasaT 27 mg/kg

8. 'paHMIM HA TOJIEPAHTHOCT

8.1. Ot o0o3HavyeHHs MPOIYKT TPsOBa Ja OBJAT B3ETH TPHU MPOOH 3a MPOBEpKa HA
XOMOTE€HHOCTTA.

8.2.  MHaukaropuTe ce MoJiy4aBar WM OT BAHWIIMH WJIM OT CHHTETHYEH BaHUJIHH.
8.2.1. PasmepbT 3a cMecBaHe 3a 4-XUAPOKCU-3-MeTokcuOeH3anaexua e 250 g 3a ToH

KOHIIEHTPHUPAHO MacJIo WM Macyio. KoraTo ce MHAMKUpPA cMeTaHa, pa3MephbT 32 CMECBaHE
e 250 g 3a TOH MJIEYHU Ma3HUHHU.
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8.2.2. TlomyueHute OT aHaANK3a HA MPOAYKTA PE3YJITATH 3a TPUTE MPOOH Ce U3IMOI3BAT 32
IIpOBEpKa Ha pa3Mepa M XOMOIEHHOCTTa Ha CMECBAHETO HAa WHAMKATOpA, KATO Hai-
HUCKUAT OT PE3YJITATUTE C€ CPaBHSIBA ChC CIEIHUTE I'paHULIM (KpUTHYHA TpaHHLA 3a
BepoATHOCT 0T 95 %(DCry,) € B3eTa npeasun):

— 221,0 mg/kg (95% ot MUHHMAITHHS pa3Mep 3a CMECBAHE),
— 159,0 mg/kg (70% ot MuHMUMAaTHHS pa3Mep 3a CMECBaHE).

W3mnossBa ce KOHICHTpAIMATa Ha HHIMKATopa Ha mpodara ¢ Hal-HUCKHS pe3yIITar,
KOMTO ce moiy4aBa upe3 usnapsBane mexxay 221,0 mg/kg u 159,0 mg/kg

8.3. I/IHI[I/IKaTop, IMOJIYYCH HU3KIIOYUTCIHO OT BaHWJIOBHU 3bpHA HWIKM HWHTCIPAJIHU
CKCTPAKTHU OT TAX

8.3.1. PasmepsT 3a cMmecBaHe 3a 4-XUApOKCH-3-MeTokcuOeH3anaexun ¢ 100 g 3a ToH
KOHIICHTPHPAHO Macjo WM Macio. Korato ce mHaAMKHpa cMeTaHa, pa3MephT 32 CMECBaHE
e 100 g 3a TOH MJICUHU Ma3HUHHU.

8.3.2. Ilomyuenure oT aHaiIM3a Ha MPOJYKTA PE3yJITaTH 3a TPUTE NMPOOH Ce U3MOJI3BAT 3a
MpoBEpKa Ha pa3Mepa U XOMOTGHHOCTTa Ha CMECBAaHETO Ha WHAMKATOpAa, KaTo Hai-
HUCKHST OT TE3U PE3YJITATH CE CPABHSABA ChC CICAHHUTE TPAHUIM (KPUTHUYHA TPaHUIIA 32
BepoATHOCT OT 95 %(DCry) € B3eTa npensun):

— 79,0 mg/kg (95% ot MUHMMAITHUS pa3Mep 3a CMECBaHe),
— 54,0 mg/kg (70% ot MHHHMAJIHUS pa3Mep 3a CMECBAHE).

W3nons3Ba ce KOHIEHTpAIMATa Ha MHIMKATOpa Ha mpodara ¢ Hal-HUCKHSA pe3ylTar,
KOMTO ce moiy4aBa upe3 usnapsisane mexay 79,0 mg/kg u 54,0 mg/kg

9. Bejle:xkku

9.1. DNOBTOPSIEMOCTTA I' € CTOMHOCTTA, MOJ KOSTO abCONIOTHATa pa3jinka MEXAY ABa
OTJENU TECTOBU pe3yiTaTa, MOJIY4YEeHH Ype3 €IUH U ChIl METOJ BbPXY HICHTUYEH
TECTOBM MaTepuall U MPH CHIIUTE YCIOBHUS (ChIIAaTa amaparypa, chliara J1adopaTopust U
3a KpaTbhK MEpPHOJ OT BpeMe), MoXke /1a ObJie O4aKBaHa C OIpeJielIeHa BEPOSTHOCT; MPH
OTCBHCTBUETO HA JIPYTU UHAMUKAINH, BEPOATHOCTTA € 95 %.

9.2. Bwe3npousBexaanero R e croifHocTTa, MO KOSATO a0COIOTHATA PA3JIUKA MEKITY
JIBa OTJIEJIHU TECTOBH pE3YyJTaTra, MOJyYE€HH Ype3 €UH U ChI] METOJl BbPXY HAECHTHYEH
TECTOBM MaTepHall W TMpPH pa3IMYHH YCIOBHS (pa3jWyHa amaparypa, paziIndHu
nabopaTopuu, W/WIM B pa3IMyeH IEpUOJ OT BpeMe), MoXe Ja ObJie OuyakBaHa C
orpeziesieHa BEpOSITHOCT; IPU OTChCTBUETO HA APYTU MHAUKAIIMH, BEPOSITHOCTTA € 95 %.

9.3.  OrtkpuBaHeTo Ha mpuOaBeH BaHWIMH mpu KomudectBo oT 250 mg/kg macio
Bapupa ot 97,0 mo 103,8. OTkpuToTo CpeaHo chabpxkanue 6e 99,9% cbc craHmapTHO

oTkjaoHenue ot 2,7 %.

9.4. CranmapTHHAT pa3TBOp ChIbpkKa 5% EKCTpakTeH pa3TBOp, 3a J1a ce KOMIEHCHpa
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MTUKOBOTO PA3IIUpsBaHE, MIPUUYMHEHO OT MPUCHCTBUETO HA 5% eKCTpakTeH pa3TBOp Ha
TecToBUTE NpoOu. ToBa MO3BOJIABA ONpPENENSHETO Ha KOJWYECTBOTO Upe3 MHUKOBUTE
BHUCOYHHHU.

9.5.  Ananu3sT ce 0a3zupa Ha HOpMaJIHA JIMHUS Ha KaJMOpUpaHe ¢ HylleBa OTCEUKa.
Upe3 wM3MONI3BAaHETO HAa MOAXOJAIIM pa3peKAaHUs Ha CTaHAApTHUA pa3TBop (4.5.2),
JMHEApHOCTTa O cienBaio Aa ObJe NMpOBEpsBaHA IMBbPBUS IBT, KOTATO CE M3BBHPIIBA
aHAJU3bT, a cJell TOBa- Ha PEryjsipHM HMHTEpBAIM OT BpeME M INPU HPOMEHU WIIH
pemoHTHpaHe Ha obopyasaneto 3a HPLC.
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IIPUJIOKEHUE XIII
(Ynen 9)

ONPEJAEJSHE HA ETWJIOB ECTEP HA BETA-AIIO-8'-KAPOTHUHHA
KHUCEJIMHA B KOHIEHTPUPAHO MACJIO U MACIO YPE3
CIIEKTPOMETPUSA

1. O6xBAaT ¥ NPHUJIOKHO TOJIE

MeToapT ommcBa MpoleAypa 3a KOJIHMYECTBEHO OMpeelisiHe Ha eTHIOB ecTep Ha Oera-
arno-8'-kapoTHHHA KUCENHA (aro-KapoTHHEH ecTep) B KOHIICHTPHUPAHO MAcio U Maclio.
AHO-KapOTI/IHHI/ISIT €CTCp € Cymara OT BCUUKU CY6CTaHL[I/II/I, HaMupalu € € B CKCTPAKT OT
pOOH, TIOTYYEHU MPH OMMCAHUTE B METO/A YCIOBHUS, KOUTO aOCOpPOUPAT CBETIIMHATA ITPH
440 nm.

2. MpuHun

Ma3HuHHMTE Ha MaclIoTO ce pa3TBapAT B NETPOJIEH ecTep, KaTo abcopOuusaTra ce u3Mepna
npu 440 nm. CbIbpKaHUETO HA arno-KapOTUHEH €CTep CE ONpeielis 4Ype3 BbHILIEH
CTaHJapT.

3. Anaparypa
3.1. Kankomepu — rpagyupanu, ¢ odem ot 0.25, 0.50, 0.75 u 1.0 ml

3.2. CnextpodoTromMeTsp — moaxofsml 3a usnon3pane npu 440 nm (u 447-449 nm) u
000py/ZIBaH ¢ KIOBETU C ONTUYHA IBDKHHA Ha TPASKTOPHsTA OT 1 cM.

3.3. Usmepurenuu xkoaou, 20 ml u 100 ml
3.4. AHanuTH4YHA KOJIOHA ¢ yyBcTBUTENHOCT OoT 0.1 Mg

4. Pearentu
Beuuku pearenTH TpsiOBa J1a ca ¢ MPU3HATO aHATUTUYHO KaueCTBO.

4.1. CycneH3us Ha ano-kapoTuHeH ectep (npubausurenHo 20 %)

4.1.1. CpabpxaHHETO HA CYCIIEH3UATa CE YCTaHOBSBA, KAKTO CIIE/BA!

[Mpererns ce oxono 400 mg B m3mepurenHa konbda (100 ml), pasrBaps ce B 20 ml
xsopodopm (4.4) u 00eMbT ce 3ambiBa ¢ IUKIoXekcaH (4.5). 5 ml ot To3u pa3TBOp ce
paspexxaa B 100 ml nukinoxekcan (pa3tBop A). 5 ml Ha pasztBop A ce pazteaps B 100 ml
UKJIOXeKcaH. Abcopbuusra ce m3MepBa npu 447-449 nm (M3MepBa ceé MaKCUMyMBT
CHOpSIMO ILIMKJIOXEKCAaHAa KaTo Mpa3Ha Mpoda Mpu H3MOJI3BaHETO Ha KIOBETH ¢ 1 cMm.
OINTUYHA JBIDKUHA HA TPACKTOPHUATA):
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A max - 40 000

Apo- tenic est tent (%) =
pO carotenic ester conten (o) A-ZSSO

0. p.: Apo-carotenic ester content: ChbabpKaHUE Ha arlO-KapOTHHEH eCTep

A = abcopOuus Ha U3MEPBaHUs PA3TBOP NMPU MAKCUMYM
max

A = terno Ha mipo0a (T.)

2 550 = pedepentna croitHocT A (1 %, 1 cm.)
CreneHTa Ha XOMOTE€HHOCT Ha cycrieHsusTa e P (%).

beneorcka: CycnensusiTa Ha arno-KapoTUHEH €CTEp € CEH30pHA Ha BB3yX, TOIUIMHA U
cBeTiMHA. B 3aTBOpeH, opurnHaneH cbj (3ameyaTaH ¢ a30T) U Ha XJIAJHO MSICTO TS MOXE
na O0pae cbxpansBaHa 12 mecerna. Crnen OTBapsiHETO, ChIbP)KAaHUETO OW CieqBajio 1a
ObJIe U3IIOJI3BAHO 32 KPAThK MEPUOJT OT BPEME.

4.1.2. CrangapTeH pa3TBOp Ha ano-KapoTUHEH ectep, mpudi. 0.2 mg/ml

Oxomno 0.100 g cycniensus Ha ano-kapoTtuHeH ectep (4.1.1) (Wg) ce usmepBar ¢ TOYHOCT
no 0.1 mg u ce pa3tBapsAT B JakoB OcH3WH (4.2); KOJMYECTBOTO C€ TMPEXBHPISI B
u3MepuTeaHa kojiba ¢ BMectumocT ot 100 ml, kaTto 10 MapKUpOBKaTa ce JOJHBA JIAKOB
OCH3HH.

To3u pasTBoOp ChABpXKa (W.P)/10 mg/ml ano-KapoOTHHEH ecTep.

beneoicka: PaSTBOp’bT TpH6Ba Ja C€ CbXpaHsiBa Ha XJIaJHO W TBMHO MIACTO.
Hewnsnon3saausr Pa3sTBOP CC€ UBXBBPJIA CJIC CAUH MCCCII.

4.2. JlaxoB 6en3un (40 — 60 °C).

4.3. Harpues cyndar, nexuapariupan, rpanyniar, npeasaputento uicyiieH npu 102 °C 3a
JIBa yaca.

4.4. Xnopodopm.

4.5. IlukioxekcaH.

5. [Ipouenypa

5.1. TloaroroBka Ha TecToBaTa Mpoda

5.1.1. KonuenrpupaHno macio
[Ipobara ce CTOIISIBA B menira npu MPUOJIU3UTEITHO 45 °C.

5.1.2. Macmno

[IpoGara ce cromnsiBa B memra npu npudbauzutenso 45 °C u npeacTaBuTeNHa 103a OT Hest
ce unTpupa mpe3 QuIThp, KOWTO ChAbpxka okosio 10 g AexuaparupaH HaTpUEB Cyidar
(4.3), B cpema, 3ammTeHa OT €CTECTBEHAa M H3KYCTBEHAa CBETJIMHA M MOJAIbprKalla
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temriepatypa ot 45°C. OT MaciioTo ce OTHEMA MOAXOAAIIO KOJTUYECTBO Ma3HUHHU.

5.2. Ompenensiae

1 g KoHIEHTpHpPaHO Macjo (WM EKCTpPakT Ha ma3HuHHM oT macio (5.1.2)), (M r.) ce
u3MepBa ¢ npubsmsuTesHa Tounoct oT 1 mg KomudgectBoto ce nmpexsbpiist B 20 ml (Vml)
M3MEpHTENIHA Kojiba TpH W3I0JI3BaHe Ha JlakoB OeH3uH (4.2), mombiaBa ce 10
MapKUpOBKaTa U BHUMATEITHO CE CMECBa.

AJMKBOTHA YacCT C€ MPEXBBPJA B KoBeTa oT 1 cM. B ce u3mepBa abcopomusata npu 440
nm, KaTo ce CpaBHsABA C Mpa3Hara mpoba Ha yiakoB OeH3uH. KoHIEeHTparusaTa Ha amno-
KapoOTHHEH eCTep ce MojydaBa B pa3TBopa upe3 rpadukara Ha kanubdpupane (C pw/ml).

5.3. I'paduka Ha xamubpupane

0, 0.25, 0.5, 0.75 u 0 1.0 ml crangapTeH pa3TBOp Ha amo-kapoTuHeH ectep (4.1.2) ce
kanBar B et 100 ml usmepurentu koiaou. O6eMbT ce paspexia ¢ JakoB OeH3uH (4.2) u
ce cMecBa.

[MoaxoasaiuTe KOHIEHTPAIMK Ha pa3TBopuTe ca B obxBara or 0 mo 2 ug/ml u ce
M3YUCISIBAT TOYHO 4Ype3 KOHIGHTpamusATa Ha cTaHmaptaus pastBop (4.1.2) (W.P)/10
mg/ml. A6copOruute ce n3mepsat npu 440 nm, KaTto ce CpaBHSBAT C Mpa3HaTa MMpoda Ha
JaKoB OeH3uH (4.2).

CroiiHocTUTE Ha aOCOPOIUATA CEe 3alMCBAT B Y-KOOPAMHATA CPEIly KOHIEHTpAIUITa Ha
aro-KapOTHHEH ecTep B X-KOOpAWHATATA.

6. M3uncasiBane Ha pe3yJTaTuTe

6.1. ChabpKaHUETO HA aloO-KapOTHHEH ecTep, u3paseHo karo Mg/Kg mpoaykr, ce maBa
ypes:

koHieHTpupano macio: (C.V)/M

macyo: 0.82 (C.V)M

KbJIETO:

C= chbIbpKaHHETO HA amno-KapoTuHeH ectep, pg/ml, yere ce or rpadukara Ha
kanmmOpupane (5.3)

V = o06em (ml) Ha TecToBust pa3TBOp (5.2)

M= maca (g) Ha TectoBara qo03a (5.2)

0.82 = (hakTOp Ha KOpUTHMpPaHE HA CHIIBPKAHUETO HA Ma3HUHHU B MAcJIO.

7. TouHocT Ha MeTOA

7.1.  TloBTopsiemocT

7.1.1. Aganus Ha Macio
Paznukara Mexay pe3yinTrature OT J[ABE OINpENENsiHUS, U3BBPIIEHM B PAMKUTE Ha

32001R0213.doc - LITIP - pegakTupan



Bb3MOXXHO Hal-KpaTKuUsi CPOK OT €JIMH ONepaTop W upe3 HU3MOJ3BaHE Ha ChIaTa
amapartypa BbpXy UICHTHUYCH TECTOBU MaTepHal, He TpsgOBa qa Haxsuimasar 1.4 mg/kg

7.1.2. AHanu3 Ha KOHIIEHTPUPAHO MaCJIO

Paznukara Mexay pesyitrature OT JBE OINPENCISIHUS, U3BBPIIEHH B pPAMKUTE Ha
BB3MOXHO HaM-KpaTKHUs CpPOK OT E€IUH OlepaTop U upe3 H3MOJ3BaHE Ha ChllaTa
armaparypa BbpXY HJICHTHUYCH TECTOBU MaTepual, He TpsOBa aa HaaBumiasar 1.6 mg/kg

7.2.  Bb3npousBexgaHe

7.2.1. Ananu3 Ha macio

Pasznukata Mexay pe3yinTaTuTe OT JBE ONPEACISHUS, HM3BBPIICHH OT OIEPaTOpH B
pa3nu4Hu 71ab0paToOpUu U upe3 M3IMOJI3BaHE HA PA3NIUYHH arapaTyph BbPXY UICHTHYCH
TECTOBU Marepual, He TpsOBa aa Haasumiasar 4.7 mg/kg

7.2.2. AHanu3 Ha KOHIIEHTPUPAHO MaCJIO

Paznukara mexay pe3ylTaTUTE OT [JBE OIpEAEisHUs, WU3BbPUIEHH OT ONEpaTopu B
pasnuuHu 71ab0paTopuu U Ype3 U3IMOJI3BaHE Ha PA3NIUYHU anapaTypd BbPXY UICHTHYEH
TECTOBH Marepuall, He TpsiOBa 1a HajaBuiasat 5.3 mg/kg

7.3. I3TOYHMK Ha JaHHUTE Ha IPELIU3HOCTTA

JlaHHHWTE HA MPEU3HOCTTA OsXa OMpeeNieHH OT eKCIEPUMEHT, IpoBeaeH npe3 1995 r. u
BKurouBamy 11 maboparopuu u 12 MHAMKATOPHU MPOoOHU (IIECT MpasHHU JAyOJUpaHus) 3a
Macio 1 12 uHauKaTopHu npoodu (Iect nmpasHu AyOaupaHus) 3a KOHIICHTPUPAHO MAco.

8. I'PaHMIIM HA TOJIEPAHTHOCT

8.1. OT uHIMKAaTOpHMUA MPOAYKT TpsOBa Aa ObJAT B3eTH NpoOM 3a MpoBepKa Ha
KOPEKTHOCTTA Ha MHIUKHUPAHETO Ha MPOJIyKTa.

8.2. Macio

8.2.1. Pa3amepbT 3a cMecBaHe 3a Maclio, KaTo ce€ B3eMe MPeIBU OCHOBHaTa abcopOius, e

22 mg/kg

8.2.2. [lomyueHuTe OT aHAJIM3a HA MPOJYKTA PE3yATaTH 3a TPUTE MPOOH CEe UBMOI3BAT 3a
MpoBEpKa Ha pa3Mepa W XOMOTEHHOCTTa Ha CMECBAaHETO Ha WHIMKATOpa, KaTo Hai-
HUCKHST OT T€3U PE3YITAaTH CE CPABHSBA ChC CIEAHHUTE TPAHUIM (KPUTHUYHA TPaHUIIA 32
BepoATHOCT OT 95 %(DCry,) € B3eTa npeasun):

— 18.0 mg/kg (95% ot MUHMMATHUS pa3Mep 3a CMECBaHe),
— 13.0 mg/kg (70% ot MUHUMATHHUS pa3Mep 3a CMECBaHe).

M3mon3Ba ce KOHIIEHTpAIMATa HAa HHIAKATOpa Ha Mpobata ¢ Hal-HHCKHS pe3yJTar,
KOHMTO ce moiydaBa 4pe3 usnapssane mexxay 18.0 mg/kg u 13.0 mg/kg

8.3. Konuenrtpupano macio
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8.3.1. PazmepbT 3a cMecBaHE 3a KOHLEHTPUPAHO MAacCjo, KaTo CE€ B3€ME MPEeIBHU
ocHoBHara abcopOims, ¢ 24 mg/kg

8.3.2. [lomyueHuTe OT aHAJIM3a HA MPOJIYKTA PE3yATaTH 3a TPUTE MPOOH CE UBIMONI3BAT 3a
MpoBEpKa Ha pa3Mepa W XOMOTGHHOCTTa Ha CMECBAaHETO HAa WHAMKATOpAa, KaTO Hai-
HUCKHST OT T€3U PE3YJITATH CE CPaBHSBA ChC CICAHHUTE TPAHUIM (KPUTHYHA TPAHUIIA HA
BepoATHOCT 0T 95 %(DCry.) € B3eTa npeasun):

— 20.0 mg/kg (95% ot MHUHHMAJIHHS pa3Mep 3a CMECBAHE),

— 14.0 mg/kg (70% ot MUHUMAJIHUS pa3Mep 32 CMECBAHE).

W3mnossBa ce KOHICHTpAIMATa Ha HHIMKATopa Ha mpodara ¢ Hal-HUCKHS pPe3yIITar,
KOMTO ce moiy4aBa upe3 usnapsieane mexxay 20.0 mg/kg u 14.0 mg/kg
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IIPHJIOKEHUE X1V
(Ynen 9)

OIIPEAEJISAHE HA CUTOCTEPHUH MJIN CTUI'MACTEPOJI B MACJIO UJIN
KOHIHEHTPUPAHO MACJIO YPE3 TA30BA XPOMATOI'PA®UA C
KAIIMWJIAPHA KOJIOHA

1. O0xBaT ¥ NPUJIOKHO TOJIE

MetoapT omnucBa mpolenypa 3a KOJIMYECTBEHO OIpENeNssHE Ha CUTOCTEPHH WU
CTUIMAcTepoJI B Macllo U KOHLEHTPUPaHO Macyo. CUTOCTEPUHBT e B3eMa KaTo cyma OT
B-cutoctepuH U 22 AUXUIPO-B-CUTOCTEPHH; APYIM CUTOCTEPUHHM C€ B3eMar KaTo
HE3HAYUTEIHU.

2. MpuHun

MacioTo WIM KOHIICHTPUPAHOTO Maclo C€ XHAPOJM3UpAa C Pa3TBOp Ha KaIUeB
XUJIPOKCHUT U HEXUIPATUZUPAHUTE CHCTABKHU CE M3BJIMYAT C JTUCTHIIOB €TEP.

CreponuTe ce MPEXBBPIAT BbPXY TPUMETHI-CUJIMII €TEPH U CE aHAJTM3UPAT upe3 ra3oBa
xpomatorpadusi ¢ KanmusipHa KOJIOHA, ¢ OSTYJIMH KaTo BHHIICH CTaHAAPT.

3. Anapatypa

3.1. 150 ml konba 3a xuaponu3a ¢ OXJIAQAUTE] 332 OTIMBHATA TEYHOCT U BPH3KU OT
I(OBaHO CTHKIIO.

3.2. 500 ml otnenurenuu hyHUU.

3.3. 250 ml kon6wu.

3.4, O®yuuu 3a u3paBHsBaHe Ha Haisraneto, 250 Ml wim nogo6HHM, 3a CHOMpaHeTO Ha
OCTaThKa OT AUETHIIOBUS €CTE.

3.5.  Creriiena xosona, 350 mm. x20 mm., ¢bC 3amymaiKa OT CHHTEPOBO CTHKIIO.
3.6.  Bopgna 6aHs WM KOXYX.
3.7.  PeaktuBnu aakonu ot 2 ml

3.8. TazoBa xpomaTorpadwus, MOAXOIsIIa 3a H3IOJN3BaHE C KalWIspHA KOJOHA,
CHa0JIeHa C OTJCNTUTETHA CUCTEMA U ChCTOSIIA CE OT:

3.8.1. TepmocratuuHa Kamepa 3a KOJIOHM, KOMTO MOTaT Ja MOJAbpXKaT >KellaHaTa
TeMIeparypa ¢ TouHocT oT + 1 °C;
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3.8.2. Ortnenenue 3a u3napsBaHe ¢ HACTPOWBaHE HA TeMIIEpaTypaTa;
3.8.3. JlerexTop 3a iHoHM3MpaHE HA IUIaMbKa M KOHBEPTOPEH YBEINYHTEN,

3.8.4. UHrerpatop-maTyuK, MOAXOMSAIL 32 HW3MOJI3BAaHE C KOHBEPTOPHUS YBEITUYHUTEI
(3.8.3).

3.9. KammnspHa KojJoHa OT KBaploBO CTBKIO, MW3IsIo o6Buta ¢ BPl wmm
eKBUBAJICHTEH MaTepuall ¢ yHH(puuupana mibTHOCcT oT 0,25 pum; kosonara TpsiOBa aa
MOXKE€ Ja pa3TBaps TPUMETHII-CHJIMI MPOU3BOJHM Ha JIAHOCTEPHUH M CHUTOCTEpPHH.
[Nonxonsam e BP1 ¢ apmxuna ot 12 M., ¢ BpTpelieH auamMersp ot 0,2 mm.

3.10. 1- pl- MUKpO-CTIPUHIIOBKA 3a Ta30Ba XpoMaTorpadus ChC 3a0CTPEHA UTJIA.

4. PearenTn

Bceuuku pearentu TpsOBa Aa ca ¢ JI0Ka3aHO aHAIMTUYHO KayecTBo. M3mon3BaHnara Boja
TpsiOBa J1a € JeCTHIIMPAaHa WIH Ja Ce M3I0JI3Ba BOJA C Hail-MaJIkO €KBUBAJICHTHA CTCIICH
Ha YHCTOTA.

4.1.  Eranou, nmoHe 95% uucro chabpkaHue

4.2.  Kanues xuapoxcun, 60% pasrsop (600 g kanueB xuapokcua (MUHEMYM 85 %) ce
pa3TBapsi BbB BOJA U CE JJOIMBA IO €MH JIUTHP C BOAA.

4.3.  berymun, moHe 99% 4ncTo ChABPIKAHHE.
4.3.1. Pa3tBOpu Ha OeTynHMH B IHETUIOB eTep (4.4).

4.3.1.1. KoHueHnrtpanuara Ha OCTYJWHOBUS Pa3TBOP, M3IMOJI3BAH 3a OINPEICISTHETO HA
cUTOCTepUH Ou creaBaio aa 6bae 1,0 mg/mi

4.3.1.2. KoHueHrpauuara Ha OETyJIMHOBUS pPa3TBOP, M3MOJI3BaH 3a OIpPENENISHETO Ha
cTurmacrepou, ou cieasaio aa owvae 0,4 mg/ml

4.4.  JlueTuioB eTep C aHAIMTHYHA CTEIEeH Ha YUCTOTa (0€3 MPEKUCH U YTaKN).

45. HarpueB cyndart, nexuapatupad, TpaHyIMpaH U HPEIBAPUTETHO W3CYIIEH MPHU
102 °C 3a nBa yaca.

4.6. CumunoB pearent, Hampumep TRI-SIL (wammuen ot Pierce Chemical Co,
kaT.No49001) unu nmogoben (Baxkno: TRI-SIL e Bp3mmaMeHnM, TOKCUYEH, KOPO3UBEH H €
BB3MOXKHO J1a Objie KaHueporeHeH. JlabopaTopHusT nepcoHan TpsOBa Ja € 3aro3HaTr C

nanaute 3a 6ezonacHoct Ha TRI-SIL u 1a B3eMe HEOOXOAMMHUTE MTPEIBAPUTETHUA MEPKH. )

4.7.  JlaHOCTEpUH.
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4.8. CutocTepWH C W3BECTHAa CTENEH Ha YMCTOTa, ¢ HEe mMOo-Mainko oT 90% wyucro
ceabpxkanue (P).

beneoscka 1:  CreneHTa Ha YUCTOTa Ha W3MOJ3BAaHUTE CTAHJAPTHU MaTepUaId 3a
KanuOpupaHe TpsaOBa Ja ObJe ompenelicHa 4Ype3 W3MOI3BAHETO HAa MeETojla Ha
HOopManu3upane. Ilpuma ce, 4e BCHYKH CTEpOJH, MPUCHCTBAIM B Mmpobara, ca
MPEJCTaBEeHU BBPXY XpOMaTorpamara, Karo o0maTa MUKOBAa MOBBPXHOCT MPEACTaBISIBA
100% oOT CTEepONHUTE ChCTABKH, M Y€ CTEPOJIUTE JaBaT CHINUSA JETEKTOPEH OTIOBOP.
JluneapHocTTa Ha cucreMara TpsOBa J1a Obae BanuaupaHa 3a o0JacTUTe Ha
KOHIICHTPAIIKs, KOMUTO Ca OT UHTEPEC.

4.8.1. CuUTOCTEpUHEH CTaHJAPTCH pa3TBOP — IMPHUIOTBS CE Pa3sTBOP, ChABPIKAIL C
Tounoct a0 0,001 mg/ml npubausurenno 0,5 mg/ml (W,) curocrepun (4.8) B queTnion

etep (4.4).

4.9. CrurMactepos ¢ U3BEeCTHa CTENEH Ha XOMOT'€HHOCT, HE Mo-Maiko oT 90% uucro
ceabpxkanue (P).

4.9.1. CrurMacrepoJieH CTaHIApTeH pPa3TBOP — MPUTOTBS CE Pa3TBOP, ChIBPIXKAII C
toynoct 10 0,001 mg/ml npubmusurenno 0,2 mg/ml (W,) crurmacrepon (4.9) B

TUETUIIOB eTep 4.4).

4.10. TectoB pa3TBOp 3a MPOBEPKA Ha Pa3TBAPSHETO. [IPUrOTBs Ce Pa3TBOP, ChIbPIKAII
0,05 mg/ml nanocrepun (4.7) u 0,5 mg/ml curocrepun (4.8) B muetnioB etep (4.4).

5. Mertoa

5.1. IlpuroTBsHe Ha CTaHAAPTHU pa3TBOPU 3a Xpomarorpadus. BrbpTpemrHUsAT
cranzapTeH paztBop (4.3.1) Tps6Ba na ce 100aBM KbM MOJIXOASI] CTEPOJOB pa3TBOp B
CBILIOTO BpeMe, KOrato ce 1o0aBs KbM XHApoJu3rupaHara nmpobda (Bux 5.2.2).

5.1.1. CutocTepuHOB CcTaHIapTeH Xxpomartorpadpcku pastBop: 1 ml curocrepuHOB
cTaHzapTeH pa3TBop (4.8.1) ce mocTaBs BB BCEKH OT JiBaTa peakTUBHU (hiakoHa (3.7) u
JMETUJIOBUAT €Tep Cce OTCTpaHsBa upe3 cTpys a3oT. Jlobas ce 1 ml BpTpemen pa3TBop
(4.3.1.1) 1 TMETUTIOBHUSAT €TEp C€ OTCTPaHsIBa Ype3 CTPYs a30T.

5.1.2. CurmacreposiieH craHgapTeH xpomatorpadcku pasztBop: 1 ml curmacreposieH
cTaHnapTeH pa3TBop (4.9.1) ce moctaBs BbB BCEKH OT JBaTa peakTHUBHU (prakoHa (3.7) u
JIMETHIIOBUAT €Tep ce OTCTpaHsBa upe3 cTpys a3oT. Jlobass ce 1 ml BpTpemen pasrBop
(4.3.1.2) u TMETUTIOBUSAT €TEP C€ OTCTPAHSIBA UPE3 CTPYS a30T.

5.2. TloaroroBka Ha HEXUAPAITUZUPAHUTE CHCTABKU
5.2.1. Tlpobara macio ce cTomsiBa MpU TeMIlepaTypa, KoiaTo He HaaBumiaBa 35 °C;

npobara ce cMecBa BHUMaTenHO upe3 ObpkaHe. B 150 ml koxnba (3.1) ce m3mepsa c
ToyHOCT 10 1 Mg mpubmusurenno 1 g macno (W,) umm xonuentpupano macio (W,).
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Jlo6ass ce 50 ml eranon (4.1) u 10 ml pa3rBop Ha kanueB xuapokcun (4.2). ITocrass ce
KOHBEPTOPHHSAT YBEIMYUTEN W ce 3arpsBa npuonusurenno npu 75 °C 3a 30 MUHYTH.
KoHBepTOpHUAT yBenMUUTEN c€ OTBaps U KosbaTa ce oxyaxaa Ha OimM3ka 70 craifHarta
TeMIeparypa.

5.2.2. B komnbara ce mo6ass 1,0 ml BwTpemen cranmapred pasrBop (4.3.1.1), ako
CUTOCTEPUHBT TPsiOBa Aa ce onpeznenu, uiu (4.3.1.2), ako cturmactepoasT TpsaOBa z1a ce
ompenenu. CmecBa ce BHuMaTenHo. ChabpKaHHETO Ha KoybaTta ce moctaBs B 500 ml
otaenutenta Gynus (3.2), karo kojbdata mocieaoBatenHo ce uamMusa ¢ 50 ml Boga u 250
ml auetunos etep (4.4). Otaenurennata GpyHus ce paskiaiia CUIHO 33 [BE MUHYTH H C€
ocTaBs 3a oTjaensHe Ha (asute. JOTHHUIT BOJCH CIIOW C€ OTCTPAHSBA U €TEPOBUSAT CIION
Ce U3MHBA Ype3 pa3KIIallaHe ¢ YSTUPH MOCIICA0BATEIHU YacTH Boaa ot 100 ml

beneoicka 2:  3a na ce nzberne oOpa3yBaHETO HA €MYJICHS, € ChIIECTBEHO IbPBUTE JIBE
W3MUBaHUS C BoAa Ja ce u3BbpmBar jeko (10 mpevpranus). [lpu Tperoro usmuBane
MOKe J1a ce paskiama cuiHo 3a 30 cekyHau. AKo € oOpa3yBaHa eMyJcus, TS MOXeE Ja
Objie yHUIIOKeHA ¢ 100aBsHeTo Ha 5-10 ml eranon. Oko ce 100aBsi €TaHOI, € BaAXKHO Ja
ce U3BBPIIAT JIBE JOMBIHUTEITHN CHEPTUYHU U3MUBAHUS C BOJA.

5.2.3. YucTuaTr HeXuIpajiu3upaH €TepOB CJIOH Ce OCTaBs Jla M3Tede Mpe3 CTHKICHA
kosoHa (3.5), ceabpikamia 30 g quxuaparupad Hatpues cyndar (4.5). ETepsT ce crOupa
B 250 ml kos6a (3.3). Io6aBs ce rpaHyiia MIPOTHB KUIICHE C EHEPTUYHO OT/CISHE Ha mapa
U ce m3mapsBa OJM30 70 M3CylIaBaHe BBB BOJHA OaHs WJIM KOXYX, KaTO ce chOmpar
OCTaTBILUTE OT pa3TBOpa.

5.3.  IlpurorBsiHe Ha TPUMETWII CHIIUII €TepU

KBenesxcka 3: AKO eKCTpakTHTe OT MpobaTa ca OTHETH, 32 Jla C€ 3aBbPIIN CYIIEHETO IpU
IIPEKAJICHO BUCOKA TEMIIEPATypa, MOKe J1a Bb3HUKHE 3ary0a Ha CTepol.

5.3.1. EtepoBusT pa3TBOp, OCTaBaIl B Koyibara ce mocrtaBs B 2 Ml peaktiBeH (1akoH
(3.7) 3aemno ¢ 2 Ml mueTHnoB eTep U €TEPHT Ce OTCTPaHsIBA Upe3 M3IMOJI3BAHE HA CTPYSI
a3oT. Kombara ce n3muBa ¢ 1B TOMBIHUTENHN YacTd oT 2 Ml muetuios erep, KoiTo ce
1OCTaBs BbB (pJIakoOHA, M €TePBT C€ OTCTPaHsSIBA BCEKU IBT C a30T.

5.3.2. TIpobGara ce cunmiaupa upe3 nodassaeto Ha 1 ml TRI-SIL (4.6). ®nakoHbT ce
3aTBaps U Cce pasKialla CUIIHO, 3a Ja Ce Pa3sTBOPHU. AKO pa3TBApPSHETO HE € 3aBbPILUIIO,
ce noarpsea npu 65-70 °C. OcrtaBsi ce na NPEeCcTOM HaW-MaJIKO NMET MUHYTH Npeau
WH)XEKTHPAaHETO B Ta3oBaTa xpomarorpadus. CTaHmapTUTe ce CHIMIMPAT O CHITUSL
HauMH Karo mpoOute. TecTOBUAT pa3TBOp 3a NpoBepka Ha pas3TBapsHeTo (4.10) ce
CHJTWIIAPA TI0 CHINUS HAYMH KaTo MPOOHTe.

benesxcka 4: Cununupanero TpsiOBa ja ce W3BBpIIBa B 0e3BoaHA cpena. HembiHOTO
CIIIMTTUpaHe Ha OETyIUH ce MHIUKUPA C BTOPU MUK, OJIM3BK 10 TO3W Ha OeTyInHa.

[IpucbcTBHETO Ha €TAHOM Ha €Tarna Ha CUIMJIMpaHe BIMsIe Ha CUJIMIMpAHETO. ToBa MOXe
Ja € pe3yiTrar OT HEaJeKBaTHOTO HM3MHUBAHE Ha e€Tana Ha HW3BJIMYAaHETO. AKO TO3U
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npobieM MpoAbDKaBa, Ha eTama Ha eKCTpakIusATa MoKe Ja Ob/Je BBBEIEHO IEeTO
M3MHUBaHe, KaTo ce paskiala cuiaHo 3a 30 cexyHu.

5.4. I'a30B xpoMaTorpadcku aHAIHA3

5.4.1. M300p Ha onepaTUBHU YCIIOBHUS

I"a3oBusAT XxpomoTorpad ce HaCTpoiiBa CbOOPa3HO MHCTPYKIUUTE HA TIPOU3BOJIUTEIIS.
VYkazanusTa 3a ycloBusiTa Ha paboTa ca, KaKTo Clie[Ba:

— TeMIeparypa Ha KojioHara: 265 °C

— TeMIieparypa Ha UHXKeKTopa: 265 °C

— Temneparypa Ha gerekropa: 300 °C

— CKOpOCT Ha CTpysTa Ha Hocemus ra3: 0,6 ml/min

— BoJopoHO Haysirane: 84 kPa

— Hajsrane Ha Bbp3ayxa: 155 kPa

— ChOTHOLIEHHME Ha pasfensHero Ha mpodara: ot 10:1 go 50:1; choTHOIIEHHETO Ha
paznensHe Tps6Ba 1a 0b/ie ONTUMHU3UPAHO ChOOPA3HO MHCTPYKIIMUTE HA MPOU3BOIUTEIS
U JIMHEApHOCTTa Ha OTTOBOPA Ha JIETEKTOPA U CIIe TOBa J1a ObJe BaJUAMPAHO 32 0OXBaTa
Ha KOHIICHTpAIUsATa, KOUTO € OT UHTEpEC.

beneosicka 5: VBKIIOUMTETHO BaXKHO € TPHOMYKATa 3a WMHKEKTUPAHE Ja CE IMOYHUCTBA
peryJspHo.

— KOJIMYECTBO Ha MHXKeKTUpaHara cyocranmus: 1 pl va pazrBop TMSE.

[Ipenu 3anouyBaHeTo Ha KaKbBTO U JIa € aHAJIU3, CUCTEMATa CE OCTaBs Jia CE YPaBHOBECU U
Ja JAane yIOBJIETBOPHUTENEH MOCTOSHEH CHUTHAlI-OTroBOp. Te3u ycloBus TpsOBa na
BapHUpar B CBETJIMHATAa Ha XapaKTEPHUCTUKUTE HA KOJIOHATa U Ta30BUs XpoMaTtorpad, Taka
Ye J1a ce MoJyyaT XpoMaTorpamMmu, KOUTO U3IbJIHSBAT CIIETHUTE YCIOBUSA:

— MUKBT CUTOCTEPUH TPsAOBa Ja OBJI€ aJEKBATHO Pa3TBOPEH OT JaHocTepuHa. durypa 1
MOKa3Ba THUIMMYHA XpoMmaTorpama, KOsTO OW cieaBalio Ja Obae MoOJdydeHa OT
CHWJIWJIMPAHUS TECTOBU Pa3TBOP 3a mposepka (4.10),

— OTHOCUTEJHUTE BpEMEeHa Ha 3ama3BaHe Ha CIETHUTE CTepOJu Ou cieaBalio Ja Obaar
MPUOIU3UTENHO:

XOJIECTEPOIL: 1.0
CTUTMacTepOJI: 1.3
CUTOCTEPHH: 1.5
OeTyJuH: 2.5

— BPEMETO 3a 3ama3BaHe 3a OeTyJauH Ou ciieBaiio 1a ObAe MPpUOIM3UTETHO 24 MUHYTH.
5.4.2. AnanutndHa mporexypa

Nnxextupa ce 1 pl cununupan ctanaapTeH pa3TBOp (CTUIMACTEPO UM CUTOCTEPHH) U
ce HacTpoiBar mapaMmeTpure 3a KainuOpupaHe Ha uHTerparopa. MHxekTupa ce

AonbiIHUTENHO 1 pl cuaMaMpaH CTaHAApTeH pa3TBOP, 3a Ja CE  ONMpPeAessT
KOC(UIIMEHTUTE Ha BIUSHKUE MO0 OTHOIIICHHE Ha OETyJMHA.
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WNmxektupa ce | pl cunmnmmpan pa3tBop Ha mpobata W ce H3MepBaT INHKOBUTE
NoBbpXHOCTU. Bceska xpomatorpadcka cepus TpsOBa na ObAe Npuapyx aBaHa C
WH)KEKTHpaHe Ha craHnaptu. Karo ykasanue, BB BCsKa cepusi OM cieaBaio Ja Obaar
BKJIFOYEHHU IIECT MHKEKTUPAHUs Ha 1pooa.

benesxcka 6:  VIHTErpupaHeTO Ha CTUTMACTEPOJIOBHS MUK OW ClEBajo Ja BKIIOYBA
BCUYKU OOpa30BaHMs HA HESICHU TMHKOBE, KAKTO Ca OMpeAeNieHu B TOYKH 1, 2 U 3 BBB
¢urypa 20.

WuTerpupaneTo Ha CHTOCTEPHHOBHS MUK OM CIIEIBajO Ja BKIIOYBA MOBBPXHOCTTA HA
nuKa Ha 22-AUXHUIPO-B-CUTOCTEPUH (CTUTMAcTaHOJ), KOWTO C€ OTMHBA BEJHAra cliej
cutoctepuHa (Bmwx ¢urypa 30), KoraTo ce OIeHsBa OOIIUAT CUTOCTEPHH.

6. M3uncasiBane Ha pe3yJTaTuTe

6.1. [TukoBaTta MOBBPXHOCT HAa CTEPON M OETYIMH Ce Ompejaels B JBaTa CTaHIapTa 3a
napTu/a u ce u3uucisiea R

__average area of the sterol peak in the standard
' average area of the betulin peak in the standard

Omnpenenst ce MUKOBaTa MOBBPXHOCT HAa CTEPOJ (CTUTMACTEPO] M CUTOCTEPHH) U Ha
OerynuH B IpobaTa u ce n3umucissa R,

_ area of the sterol peak in the sample
7 area of the betulin peak in the sample

b. mp.: area of the sterol peak in the sample: noBbpxHOCT Ha cTepoI0BUS MUK B MpodaTa
Area of the betulin peak in the sample: noBbpxHOCT Ha 6eTyTMHOBHS MUK B poodara.

W.= creponHo chaspxkanne Ha cTaHaapra (MQ), Koeto ce chabpka B 1 ml cranmapren

pasTBOp (4.8.1 WIn 4.9.1)
W2 = TErjio Ha npobara (r.) (5.2.1)
P = cremen wHa duymcrora Ha craHgaptHus crepon (4.8 wm  4.9)
Sterol content of the sample (mg/kg) = % X %i xPx10

b. np.: sterol content of the sample: cTeponoBo chabpikanue Ha mpobaTa
7. TouHocT Ha MeTOIA
7.1. Macno

7.1.1. TloBTopsiemocT
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7.1.1.1. Crurmacrepon

Pa3znukara Mexay pes3yaTaTUTe OT JABE ONPEACTISHUS, W3BBPIICHH B pPAMKUTE Ha
BB3MOKHO HaW-KpaTKUs CPOK OT €AMH OIepaTop M Ype3 H3I0JI3BaHE Ha ChIIaTa
armaparypa BbpXy UJICHTHYCH TECTOBH MaTepHall, He TpsiOBa 1a Haxsumasa 19,3 mg/kg

7.1.1.2. Curocrepun

Paznukara Mexay pesyitrature OT JBE OINPEICISIHUS, U3BBPIIEHH B PAMKUTE Ha
BB3MOXHO HaM-KpaTKus CpPOK OT €IUH OlepaTop U upe3 H3MOJ3BaHE Ha cChllaTa
armaparypa BbpXY HJICHTHUYCH TECTOBU MaTepual, He TpsOBa ja HaaBumiasa 23,0 mg/kg

7.1.2. Bb3npousBexIaHe

7.1.2.1. Cturmacrepoi

Paznukara mexay pe3ynraTUTe OT JBE OIpeAeisHUsS, HU3BBPUICHH OT OMNepaTopu B
pa3nuYHA 71a00paTOpPUH U Ype3 M3IOJI3BAaHEe HA PA3NIUMYHH arapaTypd BbPXY UICHTHYCH
TECTOBU Marepual, He TpsOBa aa Haasuiiasa 31,9 mg/kg

7.1.2.2. Curoctepun

Paznukata Mexmy pe3yinTaTuTe OT IBE ONPEACNSHUS, M3BBPIIEHH OT OIEPaTOpH B
pa3nuuHU 1a00paToOpUM W Ype3 M3IMOJ3BaHEe HA PA3IMYHU arapaTypu BbPXY HICHTUYEH
TECTOBM MaTepuas, He TpsAOBa na Hagsumasa §,7% OT cpegHara CTOWHOCT Ha
OIPEAEISIHETO.

7.1.3. V3TOYHUWK HA JAaHHUTE Ha MPEIIU3HOCTTA

JlaHHUTE HA MPEUM3HOCTTA OsIXa ONMPEETICHH OT €KCIIEPUMEHT, MpoBeeH npe3 1992 r. u
BKJIIOYBAILl OceM JabopaTopuM W IIeCT Mpodbu (Tpu mpasHU JyOiupaHus) 3a
CTUTMACTEPOJI B MACJIO U TIECT MPOoOH (TpHU Mpa3HU AyOIHpaHusi) 32 CATOCTEPHUH.

7.2.  KoHueHTpupaHO Maciio
7.2.1. TloBTOpsieMOCT

7.2.1.1. Cturmacrepon

Pasnukara Mexay pe3yinTrature OT J[ABE OINpENENsHUS, U3BBPIIEHM B PAMKUTE Ha
BB3MOXXHO Hal-KpaTKUs CPOK OT €IWH OIlepaTop W upe3 H3MOJ3BaHe Ha ChIlara
armapatypa BbpXy HIACHTHUYCH TECTOBH MaTepHal, He TpsiOBa faa Hagsuimasa 10,2 mg/kg
7.2.1.2. Curoctepun

Paznukara Mexnay pe3ylTrature OT JBE OINpEIENsiHUS, HU3BBPIIEHM B DPAMKUTE Ha
BB3MOKHO

Hal-KpaTKUsl CPOK OT €IUH OIepaTop U Ype3 M3IMOJ3BaHE Ha ChllaTa amnaparypa BbpXY
WJIEHTUYEH TECTOBU MaTepHual, He TpsOBa Ja HajBuiaBa 3,6% OT cpeaHaTa CTOMHOCT Ha
ONPEEISTHETO.

7.2.2. Bb3npousBexIaHe

7.2.2.1. Cturmacrepon
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Pa3nukara mexay pe3ynTatuTe OT JBE ONPEACISHUS, M3BBPILICHH OT OINEpaTopu B
paznu4HU J1Ta0OPATOPUY U Ype3 U3IIOJI3BAaHE Ha PA3JIMYHH anapaTypu BbPXY HICHTHYCH
TECTOBU MaTepuall, He TpsiOBa Ja HajaBuiasar 25,3 mg/kg

7.2.2.2. Curoctepun

Pa3znukara mexay pe3ynTaTuTe OT JBE ONPEACISHUS, M3BBPILICHH OT OINEpaTopu B
pa3nuyHu Jab0paTOpPHM W Ype3 M3IOJI3BaHE HA Pa3IMYHH arnaparypd BbPXY HACHTHUCH
TECTOBH MaTepHai, He TpsOBa na HajBumasa 8§,9% OT cpexHata CTOHHOCT Ha
OIIPEIEIISIHETO.

7.2.3. V3TOYHWK Ha JaHHUTE HA MPEIHU3HOCTTA

JlaHHWTE HA MPENM3HOCTTA Os1Xa OMPEIETICHN OT EKCIIEPUMEHT, MpoBeeH npe3 1991 r. u
BKJIFOYBAI JIEBET Jla0opaTopuul U ImecT mnpoOu (Tpu mpa3Hu nyOnupaHus) 3a
CTUTMAacTEPOJI B MacJo U IIeCT Npodu (Tpu Mpa3Hu NyOIupaHus) 3a CATOCTEPHH.

8. 'paHUIIM HA TOJIEPAHTHOCT

8.1. Ot uHOuKaTOpHUS MPOAYKT TpsgOBa na OBAAT B3eTU MPOOM 3a MpOBEpKa Ha
KOPEKTHOCTTA Ha MHIUKUPAHETO HA MPOTYKTA.

8.2. Macno
8.2.1. Crurmactepo

8.2.1.1. KonmgecTBOTO 3a cMecBaHe 3a cturmacrepon ¢ 150 g ot Haii-manko 95% guct
CTUTMAcCTepoJ 3a TOH macio, T.e. 142,5 mg/kg wau 170 g oT Haii-manko 85% uwmct
CTHTMAacTEPOJT 3a TOH Maco, T.e. 144,5 mg/kg

8.2.1.2. IlomyyeHute OT aHajIM3a Ha MPOJYKTa PE3YJITaTH 3a TPUTE MPOOH ce U3IMONI3BAT
3a MpoBepKa Ha pa3Mepa U XOMOT€HHOCTTa Ha CMECBAHETO Ha MHJMKATOpa, KaTro Haii-
HUCKUSAT OT TE€3H PE3YNTaTH CE CPABHABA ChC CIEJHUTE TPAaHUIHM (KPUTHYHA TpaHUIIA HA
BepOoATHOCT OT 95 %(DCrys) € B3eTa npensu):

— 116,0 mg/kg (95% oOT MHHUMATHOTO KOJHYECTBO 3a cMecBaHe 3a 95% wumcr

CTUTMACTEPON),
— 118,0 mg/kg (95% oOT MHHUMATHOTO KOJMYECTBO 3a cMecBaHe 3a 85% wuwmcT
CTUIMacTepoul),
— 81,0 mg/kg (70% OT MHHHMATHOTO KOJMYECTBO 3a cmecBaHe 3a 95% wuwmcr
CTUTMacTepou),

— 82,0 mg/kg (70% oOT MHHHMATHOTO KOJHYECTBO 3a cMmecBaHe 3a 85% wuwmcr
CTUTMacCTEPOI).

W3nons3Ba ce KOHIEHTpAIMATa HAa WHIMKATOpa Ha Mpodara ¢ HaW-HUCKHS pe3ylTar,
KOWTO ce mosy4yaBa upe3 usnapsisane mexxay 116,0 mg/kg u 81,0 mg/kg wu 118,0 mg/kg
u 82,0 mg/kg

8.2.2. Cwuroctepux
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8.2.2.1. KonmuectBoTo 3a cMecBaHe 3a cutoctepuH ¢ 600 ¢ or Haii-manko 90%
XOMOT'€HEH CUTOCTEPHUH 3a TOH MacJio, T.e. 540 mg/kg

8.2.2.2. TlonyueHurte OT aHAJIM3a HA MPOJYKTa Pe3yJTaTH 3a TPUTE MPOOH CE M3IOJI3BAT
3a IpOBEpKa Ha pa3Mepa U XOMOI€HHOCTTa Ha CMECBAHETO HAa MHAMKATOpa, KaTo Haii-
HUCKHUST OT T€3U PE3YJITaTH CE CPaBHsIBA ChC CIACAHUTE TPAHUIM (KPUTHYHA TPaHMIIA HA
BepoaTHocT 0T 95% (DCr) e B3eTa npensun):

— 486,0 mg/kg (95% oOT MHUHHMATHOTO KOJMYECTBO 3a cMmecBaHe 3a 90% uwmcr
CUTOCTEPUH),
— 358,0 mg/kg (70% oOT MHHHMAaIHOTO KOJMYECTBO 3a cMecBaHe 3a 90% wumcr
CUTOCTEPHUH).

W3mnosisBa ce KOHIEHTpAIMsATa HAa HHIMKATopa Ha mpodara ¢ Hal-HUCKHS Pe3yIITar,
KOMTO ce moJy4aBa upe3 usnapssane mexay 486,0 mg/kg u 358,0 mg/kg

8.3. KoH1ieHTpupano macio
8.3.1. Cturmactepod

8.3.1.1. KonmmnuecTtBoTO 3a cMecBaHe 3a cturMactepol ¢ 150 g ot Hait-manko 95% yucr
CTUTMAcCTEpOJI 32 TOH KOHIICHTPUPAHO Maco, T.e. 142,5 mg/kg wim 170 g ot Haii-manko
85% YHCT CTUrMACTEePOIT 32 TOH KOHIIEHTPUPAHO Macio, T.e. 144,5 mg/kg

8.3.1.2. [lomy4yeHnure OT aHaIM3a Ha MPOAYKTA PE3YNITaTH 3a TPUTE NPOOHU Ce M3MOI3BAT
3a MMpoBepKa Ha pa3Mepa U XOMOTEHHOCTTa HAa CMECBAHETO HAa MHAMKATOPA, KaTo Haii-
HUCKUSAT OT TE€3H PE3YJITAaTH CE CPABHSABA ChC CIEJAHUTE IPAaHULM (KPUTHYHA I'pPAaHUIIA HA
BepoATHOCT OT 95 %(DCry,) € B3eTa npeasun):

— 120,0 mg/kg (95% oOT MHHHUMATHOTO KOJMYECTBO 3a cMecBaHe 3a 95% wuwmcr

CTUTMACTEPON),
— 122,0 mg/kg (95% OT MHHHUMATHOTO KOJMYECTBO 3a cMecBaHe 3a 85% wuwmcT
CTUTMACTEPON),
— 84,0 mg/kg (70% oOT MHHHMATHOTO KOJHYECTBO 3a cMecBaHe 3a 95% wumcr
CTUTMACTEPON),

— 86,0 mg/kg 70% oT MHUHMMATHOTO KOJMYECTBO 332 cMecBaHe 3a 85% unct
CTUTMACTEPOIN).

M3mon3Ba ce KOHIIEHTpAIMATa HAa HHIAKATOpa Ha Mpobata ¢ Hall-HHCKHS pe3yJTar,
KOHMTO ce mosy4yaBa upe3 usnapsisane mexay 120,0 mg/kg u 84,0 mg/kg wim 122,0 mg/kg
u 86,0 mg/kg

8.3.2. Curocrepun

8.3.2.1. KommuectBoTo 3a cMecBaHe 3a cutocTepuH € 600 g or Haii-manko 90% uwmct
CHTOCTEpPHH 32 TOH KOHIIEHTPHPaHO Macio, T.e. 540 mg/kg
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8.3.2.2. [lony4yeHuTe OT aHANM3a Ha MPOJYKTA PE3YATaTH 3a TPUTE MPOOU Ce M3IMOJ3BAT
3a MpOBEpKa Ha pa3Mepa W XOMOTCHHOCTTa Ha CMECBAHETO HAa MHMKATOpa, KaTro Haii-
HHCKHUST OT T€3U PE3YITaTH CE CPABHsIBA ChC CICAHUTE TPAHUIM (KPUTHYHA IPAHUIIA HA
BepoATHOCT 0T 95 %(DCry,) € B3eTa npeasun):

— 486,0 mg/kg (95% 0T MUHHMAaTHOTO KOJIMYECTBO 3a cMecBaHe 3a 90% uuct
CUTOCTEPUH),

— 358,0 mg/kg (70% oT MHHHMAaIHOTO KOJMYECTBO 3a cMmecBaHe 3a 90% uwmcr
CUTOCTEPHUH).

M3mnossBa ce KOHICHTpAIMATAa HAa HHIMKATopa Ha mpodara ¢ Hal-HUCKHS pe3yIITar,
KOMTO ce mojiy4aBa upe3 usnapsBane Mexay mexay 486,0 mg/kg u 358,0 mg/kg

Queypa 1

XpoMaTorpamMa Ha cMeCTa 3a POBePKa HA Pa3TBapPsSIHETO

3a mpeAnoYrTaHe € MBJIHO pa3TBapsHE, T.€ MHKOBETE 3a JJAHOCTEPUH M CUTOCTEPHUH OH
CICBAJIO JIa C€ BBPHAT M3IBUIO JO OCHOBHATA JIMHHS. BB3MOXHO €, obade, HEIrbIHO

pasTBapsiHe.

b. mip.: FID Detector response: FID-aeTekTopeH oTroBop
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Figure 1
Chromatogram of resolution test mixture.

Complete resolution is preferable, i.e. the peak trace for lanosterol should return to baseline before leaving for the sitosterol peak
although incomplete resolution is tolerable.
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Figure 2a Figure 2b
Stigmasterol standard Butter sample denatured with
stigmasterol
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Figure 3a Figure 3b
Sitosterol standard Butter sample
denatured with p-Sitosterol

FID detector response
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@pDuzypa 2a Quzypa 26
CrurMacrepoJsioB CTaHAAPT IIpo6a macy10, IeHATYpPUPAHA CHC CTUTMACTEPOJI

benexka: Unterpamnusita Ha CTUTMACTEPOJIOBUS MUK OU CJEIBANIO /1a BKIIIOYBA BCSIKAKBU
OCTaThIIU, KAKTO Ca ONPEJEICHU OT TOUKH 1, 2 u 3.

b. np.: FID detector response: FID-aerekropeH oTroBop
Betulin (internal standard): 6eTynun (BbTpeIIeH cTaHAaPT)

Queypa 3a Queypa 36
CHUTOCTEPUHOB CTAHAAPT IIpo6a macii0, 1eHATYPUPAHO ChC S-CUTOCTEPHH

benexxka: S-CUTOCTEPUMHBT YECTO ChABPXKA INpUMECH (MIHTU(PUIUPAHU  KaTo
CTUIMacTaHOJ), KOUTO C€ pa3TBapAT BejgHara ciel f-curocrepuHa. [loBbpxHOoCcTUTE Ha
TE3W J(Ba NMuKa OM ciefBaio na ObJAT CyMHpPAHHM IpPU OIEHKaTa Ha OOIIOTO HAIWYHO
KOJINYECTBO 3-CUTOCTEPUH.

b. ip.: FID detector response: FID-aeTexkTopeH oTroBop
Betulin (internal standard): 6erynuH (BbTpelleH CTaHIaPT)
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IIPUJIO)KEHUE XV
(Ynen 10)

PE®EPEHTEH METO/I 3A OTKPUBAHE HA KPABE MJISIKO U KABEHAT B
CHUPEHA OT OBYE MJISIKO, KO3E MJISIKO UJIM BUBOJICKO MJISAIKO NJIN
CMECH OT OBYE, KO3E U BUBOJICKO MJISAKO

1. O6xBar

OTkpuBaHEe Ha KpaBe MJISIKO U Ka3eHAT B CHUPEHA, MPOU3BEICHU OT OBYE MIISKO, KO3€
MJISIKO, OWBOJICKO MJISIKO MJIM CMECH OT OBYe, KO3¢ M OHBOJCKO MJISKO Ype3
M30EIEeKTPUUIECKO (POKYCUpaHe Ha Y-Ka3euHU Clie] MIa3MUHOJIN3A.

2. IlpuioskHO moJie

MeTtoabsT € MOAXOAIl 3a YYBCTBUTEIHO M CHEHU(PUUHO OTKPUBAHE HA HATYpPAHO U
TOILIMHHO 00pa0OTBaHO KpaBe MISIKO U Ka3eHaT B IPECHM U Yy3peld CHUPEHa,
IIPOU3BEJCHU OT OBYE MIJIIKO, KO3€ MJISIKO, OMBOJICKO MJISIKO WJIM CMECH OT OBYE, KO3€ U
OuBOJICKO MIISIKO. ToOW HE € MOIXOMSIl 3a OTKPUBAHETO HAa IOANPABSIHE HA MISIKO H
CHpeHe Ype3 TOIUTMHHO 00pab0TeHU KOHLEHTPATH Ha MIPOTEHH B KpaBe CypOBaTKa.

3. [IpyHIUN HA MeTOaA
3.1.  M3zonupaHe Ha Ka3eMHH OT CUPEHE B peepeHTHH ITPOOH.
3.2.  PasTBapsHe Ha M30JMpPaHUTE Ka3enHU U ma3MeHo otnensHe (EC.3.4.21.7).

3.3. M3oenexkrtpuuecko (okycupane Ha 00paOOTeHHM ¢ IuUla3Ma Ka3euHU B
MPHUCHCTBHETO HA Ypesi M OI[BETSIBAHE HA MPOTEHHU.

3.4.  OueHka Ha OLBETEHUTE Y, M Y,~MBHIIM HA Ka3eHH (J0Ka3aTeJICTBO 3a KPaBe MIISKO)

4pe3 CpaBHSABaHE Ha MOJNyYECHHUTE OT MPOoOaTa UBHUIM C TE3U, KOUTO Ca IMOIY4YEHU B CHITUSI
rei oT pedepeHTHUTE MpodH, chabpkaiu 0% u 1% kpase MITsIKO.

4. Pearentu

AKO HE € TIOCOYEHO JIpyro, TpsOBa ja ObJAT W3MOI3BAHM XWMUKAIH C AHATUTUIHO
KauecTBO. Bonara TpsiOBa Ja € IBOIHO AecTUiIMpaHa UM Ja € C eKBUBAJCHTA CTEIEeH Ha
YUCTOTA.

beneorcka: Crennute NaHHM ce MpHiarat 3a JabopaTopHs, KOSTO € MOJArOTBHIIA
MTOJIMAKPUIIAMUJIHM T'eJI0BE, ChBPKAILU ypes, ¢ pazMepu 265 x125 x0,25 mm. Koraro ce
M3IIOJI3BAT JIPYTU pa3MepH U TUIOBE Tejl, OM MOIJIO Jja € He0OXOUMO aJarnTUPaHeTo Ha
YCIIOBHSITA 32 OTACIISHE.

N30-enexTpudecko Gpokycupane

4.1.  PearenTH 3a 100MBaHETO Ha ypesATa, ChbPKAIIH MMOJIUAKPUIAMHIHU T€JI0BE
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4.1.1. PasTBapsiHE Ha OCHOBEH TI'ejl

Pa3rBapsine Ha:

4,85 g akpunamMu

0,15 g N, N'-meTunerunen-ou-akpunamu (BIS)

48,05 g ypes

15,00 g rimunepun (87% wiw),

BBB BOJIa, kKato ce gombiBa jo 100 ml u ce chxpansiBa B OyTuika oT KasBO CTHKIIO B
XJIaTUITHUK.

beneacxa: BMmecTo nmTHpaHWTE ONpEAETICHH J03W HEBPOTOKCHYHHU AaKPUIAMUIN
MOXE Jla Ce H3IMO0JI3Ba OOMYaWHUAT roToB pa3TBop akpwiamua/BIS. Korato TaxbB
pastBop cbabpka 30% w/v akpunamun u 0,8% w/v BIS, BMecTo onpeneneHure 1034 3a
cMmecta TpsiOBa ja Objae u3noia3Bad odoeM ot 16,2 ml ['ogHOCTTa HA OCHOBHHUS Pa3TBOP €
MakcumyM 10 JHU; aKO HeroBaTa NMPOBOAMMOCT € MOBEYE OT 5 WS, Tol ce IeHOHU3HUpa
ype3 pasknamane ¢ 2 g Amb6epaut MB-3 3a 30 munHyTH, clieq ToBa ce QuuITpHpa mpe3
MemOpana ot 0,45 pm.

4.1.2.Pa3TBOp HAa rei.
[IpuroTBsi ce pa3TBOp HA Tell Ype3 CMECBAHETO Ha JOOABKH U aM(OJIUTH C OCHOBHHS
pastBop Ha rei (Buxk 4.1.1).

9,0 ml ocHoBeH pa3TBOp
24 mg B-amaHuH

500 pl ambonut pH 3,5 — 9,5 ()
250 pl amdomur pH 5-7 (l)
250 pl ampomur pH 6-8 (l)

Pa3tBOpBT Ha ren ce cMecBa M ce mojulara Ha cyxa JECTUJIalus 3a BE 10 TPU MUHYTH B
YITpa3ByKOBa OaHs WIH BHB BaKyyM.

beneorcka: Pa3TBOPBT Ha Te ce MPUTOTBSI HEMTOCPEJCTBEHO MPEIU M3IMBAHETO MY (BHXK
6.2).

4.1.3. KatanuzaTOpHH pa3TBOpU
4.1.3.1. N, N, N' N' — terpamerunerunenenuamut (Temed).

4.1.3.2. 40% w/v amonues niepcyndart (PER): 800 mg PER ce pa3TBapsaT BB BoJa u ce
nonvsa 10 2 mi

benescka: Bunaru ce u3nosssa npsicHO NpurotseH pastsop PER.
4.1. KoHTakTHa TE€YHOCT

Kepocun unu teuen napapus
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4.2. AHoIEH pa3TBOp
5,77 g dochopna kucenuna (85% w/w) ce pa3TBaps BbB Bojia U ce paspexaa qo 100 ml

4.3. KaroneH pa3TBop
2,00 g HaTpHeB XUIPOKCHUJ CE pa3TBaps BbB Boja U ce paspexaa go 100 ml ¢ Boza.

ITonroroBka Ha mpoOu
4.5. PeareHTH 3a U30JUpaHE HA IPOTEUH

45.1. Paspenena omerHa kuceiamHa (25,0 ml xpucranusmpana oueTHa KHCEIMHA C
no6asena Boga 10 100 ml)

4.5.2. Jluxyiopmeran

45.3. Aueron

4.6. Heyrpanmu3arop 3a pa3TBapsiHEe Ha MPOTEHH

PazrBapsr ce:

5,75 g ruuepuH (87% wi/w),

24,03 g ypes,

250 mg auTHOTpEerTONI,

BBB BOjIa 1 ce 100aBs g0 50 ml

beneocka: CpxpaHsiBa ce B XJIaJUITHUK; MAaKCUMaJIHA TOJHOCT- €/IHA CEIMHUIIA.

4.7.  PeareHTH 3a miIa3MeHO OTAENSHE HA Ka3eWHU

4.7.1. Heyrpanuszatop- aMOHHEB KapOoHAT

0,2 mol/l pa3tBop Ha amonueB Ooukapoonat (1,58 r./100 ml Boxa), ceabpaxant 0,05 mol/l
eTUieH-TuaMuH-TeTpaarieTHa kucenuna (EDTA, 1,46 1./100 ml), ce turpysa ¢ 0,2 mol/l
pa3TBOp Ha amoHHeB kapOoHar (1,92 r./100 ml Boxa), ceaspikair 0,05 mol/l EDTA, no
ph 8.

4.7.2. Tlnazma Ha xpaBe misiko (EC. 3.4.21.7), ¢ neiinoct Haii-manko 5 U/ml.

4.7.3. &-pa3TBOp Ha aMUHO-KalpOHHA KUCENIMHA 332 aKTUBUPAaHE Ha €H3UMU

2,624 g e-aMuHO-KampoHHa KHCENHHAa (6 aMHHO-N-IIMKIOXEKCAHOHOBA KHCEIHMHA) Ce
pasztBapsar B 100 ml 40% (v/v) erano.

(1) Mponykture Ampholine® pH 3,5-9,5 (Pharmacia), kakto u Resolyte®pH 5-7,
crotBeTHO pH 6-8 (BDH, Merck), ce oka3Bar 0coO€HO MOAXOMSIIN 32 MOJydyaBaHe Ha

HCKaHOTO OTHCJIAHEC HA Y-Ka3CUHHU.

4.8.  CrannaptHu npodu
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4.8.1. Ceprudumnupanu pehepeHTHU CTaHIAPTHU MPOOH HA CMEC OT 3aCHPEHH OBYE U
K03e o0e3MaciieHo MIIsIKo, chabpxamy 0% u 1% xpaBe misiko, ca HanuuHU B MHCTUTYTA
Ha KomucusTa 3a pedepeHTHH MaTepuanu u metpojorus, B-2440 Geel, benrusi.

4.8.2. IloarotoBka Ha BBTPEIIHOIA00PATOPHU CTaHAAPTHH MpPoOM Ha OHBOJICKO
3acupeHo MIISIKO, Chabprkario 0% u 1% kpaBe MIISIKO:

O0e3MacieHoTo MIISIKO Ce TMPUTOTBS upe3 HeHTpodyrupane Ha OWMBOJICKO WM KpaBe
cypoBo Hemaketupano msiko npu 37 °C 3a 2 500 g 3a 20 mmaytn. Ciex Obp30
OXJIAKJaHE Ha ChJa ChC ChAbpKAHUETO OT 6 10 8 °C, ropHUAT CJIOH CE€ OTCTpaHsBa
HambaHO. 3a moaroroBkata Ha 1% -Ha cranmaptHa mpoOa, keM 495 ml GuBosCKO
obe3maciieHo mitsiko ce n1o6aes 5,00 ml kpaBe obe3macneno misiko B 1 1. GexepoBa yaiia,
amantupa ce pH mo 6,4 upe3 npubaBsiHe Ha paspeicHa miedna kucemuHa (10% wiv).
Temnepatypata ce perynupa Ha 35 °C u ce npubass 100 pl tenHo cupuie (cupuiiHa
neitnoct 1: 10 000, c. 3 000 U/ml), paskiamia ce 3a 1 muHyTa U OexepoBaTa 4aiia ce
OCTaBsl MOKpHUTa ¢ amymuHueBo ¢onro mnpu 35 °C 3a eamH yac, 3a J1a MOXeE Ja ce
oOpa3yBa cbcupBaHe. Cieq 00pa3yBaHETO Ha ChCUPBAHETO, ISUIOTO CHPHIIHO MIISIKO CE
cym ype3 cyOnumupane 0Oe3 IpelBapUTEIHO XOMOI€HH3MpaHE WM OTLEXKIaHEe Ha
cypoBarkaTta. Cien cyuieHeTo upe3 cyOIuMHUpaHe, TO € OCHOBa 3a JOOMBaHETO Ha
xoMmoreHeH mpax. 3a nmoaroroBkata Ha 0 %-Ha cranmapTHa mpoba ce U3BBPIIBA ChIATA
mpoueaypa upe3 M3MOJM3BaHe Ha HATypaliHO OHBOJCKO 00€3MaciieHO  MIISKO.
CrangaptHute npobu TpsaOBa aa 0baaT cbxpaHsaBanu npu — 20 °C.

beneorcka: [IpenopbuuTenHO € 1a ce mpoBepsiBa YMCTOTaTa Ha OMBOJICKOTO MIISKO
ype3 H30eNeKTpUudYecko (okycupaHe Ha TpeTUpPaHUTE C IUIa3Ma Ka3ewHH, Mpeau
MOATOTOBKATA HAa CTAHJAPTHUTE MPOOH.

PearenTu 3a onBeTsiBaHe Ha IPOTEUH
4.8. @ukcaropu
150 g TpuxJOp OlETHAa KHUCEIWHA Ce pa3TBapsT BBB Boja U ce mobass mo 1 000 ml

4.9.  OOGe3uBeTsBarl pa3TBOP
500 ml meranon u 200 ml kpucTanu3upana onerHa KuceanHa ce paspexaar jgo 2 000 ml
C JIECTUIIMpaHa BOJA.

benexcka: Becekn neH ce MpUTOTBS MpeceH 00€3IBETSBAIl Pa3TBOP; TOW MOXe /1a Obje
MPUTOTBEH Ype3 CMECBAaHE Ha paBHU 00eMU OCHOBHHU pa3TBopH Ha 50% (Vv/v) MeTaHON U
20% (v/v) kpucTaau3upaia oleTHa KUCeINHa.

4.11. OngersBany pa3TBOpu
4.11.1. OngersiBan pa3TBop (OCHOBEH pa3TBop 1)
3,0 g Coomassie Brilliant Blue G-250 (C.I. 42655) ce paszteaps B 1 000 ml 90% (v/v)

METaHOJ Ype3 MW3MO0JI3BaHE Ha MarHuTHa Obpkaika (mpuOau3uTeNnHO 45 MUHYTH),
¢untpupa ce upes J1Ba MperpHaTH GUITHpa CbC CPEAHA CKOPOCT.
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4.11.2. OusersBaii pa3TBop (OCHOBEH pa3TBOp 2)
5,0 g Mezen cyadaren nenraxuapat ce pasreaps B 1 000 ml 20% (v/v) oneTHa KucenuHa.

4.11.3. OugersiBan pa3tBop (paboTeH pa3TBOp)
CwmecBar ce 3aemno 125 ml or Bceku oT ocHoBHUTEe pastBopu (4.11.1, 4.11.2)

HCIIOCPCACTBCHO IMPEAN OLUBCTABAHCTO.

beneoicka: OusersBamusT pa3TBoOp OU ciieqBano aa ObJae MPUTOTBEH B JCHS, B KOUTO ce
U3II0JI3BA.

5. ObopyaBane

5.1.  Ornemannu crhkia (265 x125 x4 mm.); rymeHa poska (mupuHa 15 cm.);
HUBEJIMpaHa Maca

5.2. Hocermo ¢onmo Ha rea (265 x125 mm).

5.3. IlokpuBHo dommo (280 x125 mm.). JlBere OBIKMHM Cc€ 3ajenBaT C
uMmmpernupana usuna (280 x6 x0,25 mm.) (Bux durypa 1).

5.4. Kamepa 3a enektpodokycupaHe ¢ oxyiaxiama ruioda (Hamp. 265 x125 mm.) u
MOJXOMASAIIO eNEeKTPUYecKo 3axpaHBaHe (> 2,5 kV) wim aBTOMaTu4HO YCTPOMCTBO 3a
enekrpodopesa.

5.5.  Kpwuocrar 3a nupkynamus, TepMOoCTaTHO KOHTpoupaH mpu 12 + 0,5 °C.

5.6. Lenrpodyra, npucnocobena 3a 3 000 g.

5.7.  EnexTpojHu JIEHTH (> 265 MM. 1baru).

5.8. [ImactmacoBu (1)J'IaKOHI/I 34 KaIlICHC Ha aHOAHUTE U KaTOAHUTC pa3TBOPH.

5.9. Amnukaropu 3a npobu (10 X5 mm., Bucko3Ha QUIATBPHA XapTUS WU (UITHpHA
XapTHs C HUCKa aOCOpOITs HA IPOTEHH).

5.10. HoxoBe OT Hephk/TaeMa CTOMaHa, CKAJIIETTH ¥ ITMHCETH.

5.11. Yamm oT HepmXKIaeMa CTOMaHa WM OT CTHKIIO 3a OIBETSIBAaHE M OOE3IBETSIBAHE
(mamp. 280 x150 mm. kopuTa 3a HHCTPYMEHTH ).

5.12. TIpucriocoOMM XOMOTEHH3aTOp ¢ MOTOBMJIKA (C AMaMeThp Ha oc oT 10 mm.), mpu
ooxsar ot & 000 mo 20 000.

5.13. MarauTHa OBpKaJKa.
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5.14. Yarpa3BykoBa OaHs.

5.15. ®onueH OKCUKEH.

5.16. 25 pl MuKpo-KanKkoMepH.

5.17. BakyyMeH KOHIIEHTPATOP WJIH CYIIUIHS Ype3 CyOmmMupaHe.

5.18. TepMocTaTnyHO KOHTpOJHMpaHa BojgHa OaHs, peryiaupyema 3a 35 u 40 = 1 °C ¢
EHUKBD.

5.19. Jlencumersp, ders mpu A= 634 nm.
6. [Ipouenypa
6.1. ITonroroBka Ha IpoOH

6.1.1. M3onupane Ha Ka3euHU

Macara, eKBUBaJIEHTHA Ha 5 (J CyXO BEILECTBO CHpPEHE, WM PePEepEeHTHUTE CTaHIapTHU
npobu ce npererat B 100 ml nerpodyxen ¢, npubdass ce 60 g necTunupana Bojaa U ce
XOMOTreHu3upa ¢ xomoreHuzarop ¢ moroBuiika (ot 8 000 go 10 000 rpm). Perynupa ce 1o
pH 4,6 ¢ pa3penena ouerHa kucenuna (4.5.1) u ce nearpodyrupa (5 munyrtu, 3 000 r.).

Ma3nuHaTa u cypoBarkaTa ce OTAeJAT, yTailkara ce xomorenusupa npu 20 000 rpm B 40
ml nectwiupana Boma, peryiaupana q10 pH 4,5 ¢ paspenena onerna kucenuna (4.5.1),
no6asst ce 20 ml quxmopmeran (4.5.2), OTHOBO ce XOMOTeHHU3Mpa u ce neHTpodyrupa (5
MuHyTH, 3 000 g). KazenHOBUSAT CIl0il, KOMTO ce HaMUpa MEXIy BOJHATa U OpraHMYHaTa
¢aza (Bux urypa 2) ce oTcTpaHsBa cbC IIMaryna u asere ¢a3u ce otaensaT. Kazennsr
ce xomoreHmsupa oTHOBO B 40 ml pectunmpana Boma (Bwk mo-rope) u 20 ml
auxiopMetal (4.5.2) u ce uentpodyrupa. Tasu nporenypa ce moBTaps, JA0KaTO JIBETE
(a3u Ha exkcTpakusaTa ocTaHaT 0e3lBETHHU (OT JBa IO TPU MbTH). YTalkaTa OT IPOTEUH
ce xomorenusupa ¢ 50 ml aueron (4.53) u ce ¢unTpupa ypes3 mperpHata QUITHpHA
XapTusl CbC CPEHA CKOPOCT. YTalKkaTa BbpXy QUITHpa c€ U3MHBA C JIB€ OTIEIIHU YacTH
ot 25 ml areToH u ce ocTaBs Ja ce U3CYIIH Ha BB3IyX WU 4pe3 CTPYs a30T, CIed KOeTOo
(¢uHO ce CTprBa Ha IIPax B XaBaH.

beneorcka: Cyxusat usonupan kazeuH Ou ciensano aa 0bae cbxpansasan npu — 20 °C.

6.1.2. [ImazmeHo oTAensHe HA J-Ka3eWHHU 32 UHTCH3U(UIIUPAHEe Ha Y-Ka3eMHU

25 mg u3onupanu kazeunu (6.1.1) ce pasnpwcksar B 0,5 Ml HeyTpanuzaTop Ha aMOHUEB
kapOonat (4.7.1) u ce xomoreHuszupaT 3a 20 MHHYTH 4pe3 Hamp. H3MOJI3BaHE Ha
yaTpa3zBykoBo Tperupane. [loarpssa ce no 40 °C u ce no6ass 10 pl nmasma (4.7.2),
CMecBa ce B ce mHKyOupa 3a equn yac nipu 40 °C, ¢ HempeKbCHATO pa3Kiialiane. 3a Ja ce
aKTUBU3UpPA €H3UMBT, ce 100aBs 20 ul pa3tBop oT €-aMuHO-KanpoHHa KucenuHa (4.7.3),
cien ToBa ce o6ass 200 mg TBBpa ypes v 2 My AUTHOTPEHTOI.
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beneoicka: 3a na ce momydu Mo-rojisiMa CUMETpHsi Ha POKYCHPAHUTE Ka3EHHOBHU UBUIH, €
MPEMOPBHUUTEITHO PA3TBOPHT JIa C€ M3CYIIU 4pe3 CyOJIuMHpaHe ciell T00aBsSHETO Ha &-
aMHHOKAIpOHHA KHCEJIMHA, KaTo Ccjel ToBa yraiikure ce paspeast B 0,5 ml
HEyTpalu3aTop 3a 00e31BeTsIBaHe Ha IPOTerH (4.6).

6.2. [IpuroTBsine Ha ypes, ChAbPIKaIla MOTHAKPUIAMHUIHU I'eJIOBE

C momornra Ha HAKOJIKO KalKH BOJAa, HOcemoTo ¢oiuo Ha rena (5.2) ce HaBUBa Ha
orienaiaHo cThkio (5.1 ), KaTo W3NM3alaTa HaBbH BOJIA CE€ OTCTPaHsIBA C XapTHEHa KbpIa
wi namyk. [lo ceinus HaywH, MOKPUBHOTO (oiro (5.3) ce HaBUBA C OTPAHUUYUTEIIUTE
(0,25 mm.) BBbpXy apyro orienaaHo cTbkiI0. CTHKIOTO CE MOCTaBsl XOPH30HTAIHO BHPXY
HUBEJIMpPaHa Maca.

KbM npurotBeHus u ¢ OTCTpaHeH Bb31yX pa3tBop oT rein (4.1.2) ce nodass 10 ul Temed
(4.1.3.1), paskiamia ce u ce go6asst 10 ul PER-pastBop (4.1.3.2), BHUMAaTEIHO ce cMecBa
Y BeJIHAra ce M3JIMBa PaBHOMEPHO BBPXY LIEHTHpA Ha MOKPUBHOTO (oiro. EquHuAT Kpaii
Ha HocemoTo ¢onano Ha rena (¢ ¢GoIMOTO HANOTYy) C€ IMOCTaBs BBPXY CTBHKIOTO C
MOKPUBHOTO (OO M c€ CMBbKBAa 0aBHO, Taka 4e (PUIAMBT OT Ted Ja ce pa3mpeaciu
Mexay ¢donusra, 6e3 1a ce obpasysaT mexypueta (purypa 3). Hocemoro cTbkio Ha rena
ce CMbKBa BHHMATEITHO Ype3 M3MOJI3BAHETO HA THhHKA INMATyja U BBPXY BbpXa My ce
MOCTaBAT OlIe TpPU OMNIEJATHU CThKIa 3a TexkecT. Crenm 3aBbpIIBAaHETO Ha
noJimMepu3arusiTa (0kojao 60 MUHYTH), OTMMEPU3HPAHUSAT Tl BBPXY HOCENIO0TO (HOJIHO
Ha rejia ce OTCTPaHsABA 3a€HO C MOKPUBHOTO (OIMO Ype3 HAKIOHSBAaHE HA OTJICJATHUTE
crpkia. OOparHaTta cTpaHa Ha HOCEMOTO (OJHO C€ TOYMCTBA BHUMATENHO, 33 Jla Ce
OTCTpaHM yTalikata WU ypesTta. ,len-canaBUYBT ce 3aTBaps BBB (OJIHEB CHA U C€
ChXpaHsBa B XJIQJIUIHUK (MAKCUMYM IIECT CEAMHMIIH).

beneorcka: TlokpuBHOTO (OIMO C OrpaHUYUTENUTE HE MOXKE Ja ObJe HU3MOJI3BAaHO
noBTOpHO. [lonMakpuiaMUIHUAT Teld MoXKe Ja ObJe pas3NpeseieH Ha MO-MajJKu 4acTu,
KOETO € TNPErNnoOphbUYUTETHO, KOraro HMMa HSAKOJIKO MpoOM WM ako ce H3I0JI3Ba
aBTOMaTHYHO yCTPOICTBO 3a enekTpodopesa (ABa remna, ¢ pazmep 4,5 x5 cm.).

6.3. U3oenexkTpuuecko (hoKycHpaHe

OxnaxxgaumsaT TepMocTar ce HactpoiiBa Ha 12 °C. Ob6paTHara cTpaHa Ha (OJTUOTO Ha
chJla ¢ rej ce n30bpeBa ¢ KEPOCHH, CIIE] TOBA B LIEHTHPA HA OXJIAXKAAIUs OJIOK ce KanBaT
HSKOJIKO Kamku kepocuH (4.2.). Cnen ToBa ,,rel-CaHIBUYBT C€ MPUTUCKA HATOIY KBM
CTpaHaTa Ha CbJa, KaTO Ce BHHMMaBa Ja He ce oOpa3zyBaT Mexypuera. M3numHusaT
KEpOCUH ce M30bpcBa W MOKPUBHOTO (hoyimo ce oTcTpaHsBa. EnekTpoaHuTe MBHULHU Ce
HarosiBaT ¢ eNeKTPoHuTe pa3TBopu (4.3, 4.4), u3psi3Bar ce Mo AbJDKUHATA Ha Tejla U ce
IIOCTABST Ha IPEIBUCHUTE MecTa (pa3CTOSIHUE Ha €JIEKTPOAUTE OT 9,5 cm).

YcaoBus 3a HU30CJICKTPUICCKO (I)OKyCI/IpaHeI

6.3.1. Pa3zmep Ha ren- 265 x125 x0,25 mm.
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Bpeme Bonrax
Crprka (min) V) Tok (mA) momrHocT (W) | Boruaca (Vh)
1. IIpen- Makcumy
(okycupare 30 W2 500 Makcumym15 | Koncranra 4 Ok. 300
2. ®okycupaHe Makcumy Ok.
a pot (1) 60 v 2 500 Maxkcumym 15 | Koncranra 4 1000
3 Makcumy Ok
OxonuarenHo | 60 v 2 500 Maxkcumym 5 Maxkcumym 20 3000
(dhokycupaHne
Maxkcumy | Makcumym Ok.
40 v 2 500 5 Maxkcumym 20 3000
30 Makcumy | Makcumym 7 Makcumym 25 | Ok.
M 2 500 3000

(1) [Mpwrarane Ha npobu: Cren npen-dpokycupanero (crerka 1), 18 ul or Bceku ot
pa3TBopHTE OT MpodaTa ce JO3UPaT C KaKOMep BbPXY alIuKaTopute Ha mpodara (10 X5
MmM.), MOCTaBAT Ce BHPXY T'ejia Ha pa3CcTossHUE | MM. eauH OT JPYr ¥ Ha Pa3CTOSIHUE 5
MM. OT aHOJa W C€ MPHUTUCKAT JIeKO. DOKYCHPAHETO CE€ M3BBPIIBA, KATO CE M3IIOJI3BAT
ropuute ycioBuss u ciex 60 MuHyTH (OKycupaHe Ha mpoOaTa aruIMKaTOpUTe
BHHUMATETHO CE OTCTPAHSIT.

3abenesxcka: AxO ce MPOMEHM TUTBTHOCTTA M NIMPUHATA HA TeJIOBETE, CTOMHOCTHUTE 32
EIIEKTPUYECKH TOK M MOIIHOCT CJIeBa Ja Ce aJalTupar Mo IOJXOJIAIl HAauYuH (Hamp.
YIBOSIBAHE HA CTOWHOCTHUTE 33 EIEKTPHUYCCKU TOK M 32 MOIIHOCT, aKO CE M3IOJI3Ba Tell C
pasmepu 265 x125 x0,5 mm.).

6.3.2. Ilpumepwu 3a mporpama 3a BOJITaX 32 aBTOMAaTUYHO YCTPOMCTBO 3a elekTpodopesa
(2 rena c pasmepu 5,0 x4,5 cM.); enekTpoauTe 06€3 UBUIM CE MPUJIAraT JUPEKTHO BBPXY
rena.

BOJITA MOIIIHOC BOJIT-
Crtbnka TOK TEMII.
xK T yaca
1. IMpen- |1 000 | 10,0 o
¢boxycupane V mA 35W 8°C 85Vh
2. Dokyeupare Ha | 550\ |50mA [25W | 8°C 30 Vh
npobu
3. ®okycupane iL/ 200 #O'A? 35W 8 °C 80 Vh
4. ®okycupane 1 500|50mA [70W 8 °C 570 Vh
Vv

IIpu crenka 2, amnukaTopbT Ha mnpobata ce mocras Ha O Vh.
I[Ipu crpmka 2, amjgukatopbT Ha mpobara ce orctpansBa Ha 30 Vh.

6.4. OuBersBaHE HA POTCHH
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6.4.1. dukcupane Ha MPOTEUH

EnextposgHure WuBUIM Cc€ OTCTpaHSABAT HEMOCPEJICTBEHO CJel H3KIIOYBaHE Ha
3aXpaHBAaHETO M TeTbT BEJHAra Ce IMOCTaBs B ChJl 32 OI[BETSBaHE/IIPEMaxBaHe Ha ILIBETa,
obiieH ¢ 200 ml dukcarop (4.9); ocraBs ce 3a 15 MHHYTH, KaTO HEMPEKBCHATO CE
paskiania.

6.4.2. V3MmuBaHE U OLIBETSIBAaHE HA ChJa C reil

duKCcaTopbT CE OTIEKIA BHUMATEIIHO U CHABT C TeJl C€ U3MHUBA JBa IbTH 3a 30 CeKyHIH,
Bceku mpT ¢be 100 ml oOesuBersBamr pa3tBop (4.10). OOe3uBETABAIIMAT Pa3TBOP CE
U3JIKMBA U ChABT ce bJIHU ¢ 250 Ml onpersBary pasteop (4.11.3); ocrast ce 1a ce ouBETH
3a 45 MUHYTHU C JIEKO pa3KJIalllaHe.

6.4.3. OO0e31BeTsBaHE HA CHJIA C Iel

OuBeTSBAIIKMAT Pa3TBOP CE M3JIMBA, ChIBT C I'eJ CC M3MUBA JBA IIHTH, KATO BCCKH IBT CE
usnon3Ba 100 ml obe3uBersiBamn pasrBop (4.10), ciex ToBa ce paskiama ¢ 200 ml
o0e3IBeTsABAaI Pa3TBOp 3a 15 MHHYTH M CThIIKAaTa 3a 0O€3LBETsBAaHE CE MOBTaps Haii-
MAJIKO J[Ba WJIK TPH IIBTH, JOKATO OCHOBATa CTaHe 4yrcra u OesiserHa. Ciiel ToBa ChIbT C
rej ce M3IUIaKBa ¢ JAeCTHIMpaHa Boja (2 X2 MUHYTH) U Ce U3CYIIaBa Ha Bh3ayxa (OT 2 110
3 yaca) wi cbe cemmoap (ot 10 1o 15 munytn).

benexcka 1: ®ukcupanero, 3MUBAHETO, OI[BETABAHETO U 00E3IBETSIBAHETO CE€ U3BBHPIIIBA
ripu 20 °C. He ce u3mnon3Bat BUCOKH TEMIEPATYPH.

Beneosicka 2:  Ako ce TpeanovnTa MO-U3pa3eHO CPeOBPHO OLBETABaHE (HAMp. KUT 3a
cpeObpHO omBeTsiBaHe, nmporenH, Pharmacia Biotech, kox No 17-1150-01), mpobute ot
Ka3euH, TPETUPAHHU ¢ TU1a3Ma, cieaBa aa Obaar paspeacuau o 5 mg/mi

7. Ouenka

OmneHkara ce M3BBPIIBA Ype3 CpaBHsABAaHE HA MBHUIMTE MPOTEHH Ha HEMO3HaTa mpoda ¢
pedepeHTHH NpoOu BbpXY chlus rej. OTKPUBAHETO HA KPaBe MIIIKO B CHpEHa OT OBYE
MIISIKO, KO3€ MIIIKO M OWBOJICKO MJISIKO M CMECH OT OBYe, KO3€ W OWMBOJICKO MIISIKO Ce
M3BBPIIBA YPE3 Yy-and y,-Ka3eWHH, YUHHTO OOXBAT HA M30EJEKTPUYECKU TOYKU € MEKIY
pH 6,5 u pH 7,5 (burypu 4 a, 6, purypa 5). I'panuriara Ha oTkpuBaHe e no-uucka ot 0,5
%.

7.1. BuzyainHa olieHKa

3a BHU3yaJHa OLIEHKAa Ha KOJMYECTBOTO KpaBe MIIIKO C€ MpEenopbyuBa Ja ce ajanTupar
KOHIIGHTPALMUTEe Ha MpoOUTEe M CTaHJApTUTE 3a IMOJydyaBaHE Ha CBHUIOTO HUBO Ha
MHTEH3MBHOCT Ha OBYH, KO3U W/WIM OMBOJICKH Y, M Y,-Kaseunu (BWXK ..y, E,G,B” u .y,

E,G,B” BbB Qurypu 4 a, 6 u ¢urypa 5). Ciaen ToBa, KOJIHMYECTBOTO HA KPABETO MIIIKO
(mo-Manko OT, paBHO WJIM MO-rojsiMo OoT 1 %) B Hemo3Harara mpoba Moke Ja Obie
OIIEHSBAHO JAUPEKTHO YPE3 CPABHABAHE MHTEH3UTETA HA KPABE Y,-U V,-Ka3€UHU (BHK ,,Y,

C’u,y,C” BbB Qurypu 4 a, 6 u gurypa 5) ¢ Tesn Ha 0% u 1% pedepenTnH cTanIaApTH
(oB1a, KO3a) WJIM BHTPEUTHOJIA00PATOPHH CTaHAapTH (OUBOII).

7.2.  JleHCUMETpUYHA OIICHKA
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AKo e HamnmIle, 3a ONpEAeNTHETO Ha ChOTHOIICHUETO Ha HA-BUCOKUTE MOBBPXHOCTH HA
KpaBe CIPSAMO OBYM, KO3 U/HUIIH OUBOJICKH Y,-H Y,-Ka3euHu (B Gurypa 5) ce u303Ba

neHcuMeTsp (5.19). Tazu cTOHHOCT ce CpaBHSABA ChC CHOTHOIICHUETO HA HAH-BHUCOKHUTE
NOBBPXHOCTH Ha Y,"M Yj,-KazenHu oT 1% pedepenten cranpapt (oBua, K03a) WM

BBTPEIIHOJIA00paTOpEeH cTaHaapT (OMBOI), aHAIM3UPAHU BBPXY CBHIIUS TeJl.

benesxcka: MetoasT (HyHKIIMOHMPA 33JOBOJIUTEIHO, aKO UMa SCEH MOJOKUTEICH CUTHAII
3a JIBaTa KpaBe Y, M Y;-Ka3euHa B 1% pedepenten crannapr, HO He u B 0% pedepenten

CTaHZapT. AKO HsAMa, MpoLeAypaTa ce ONTHUMH3HMPA, KAaTO IMPELUU3HO ce CHOJI0JaBaT
JeTalIuTe Ha METO/1A.
[IpoGara ce oOLEHABAa KaTO IIOJOXHUTEIHA, aKO [BaTa KPaBE Y, M Y,-Ka3eMHa MM

CHOTHOIIICHUATA HA HAali-BUCOKUTE MOBBPXHOCTU Ca PaBHU WU MO-TOJEMH OT HUBOTO Ha
1% pedepenrten crangapT.
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OTKpUBaHE Ha KpaBe MIISIKO B OBUYE W/WJIM KO3€ CUPEHE C U30ENIEKTPUIECKO (DOKyCHpaHe C
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ype3 W3MOJ3BaHE Ha IUIa3Ma KaTo MHIUKATOpeH ¢epMeHt. B: ¢opym 1o
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Spacer tape
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3
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¢urypa 1: cxeMaTH4HO MPEICTABSIHE HA MOKPUBHOTO (POITHO

b. mp.: spacer tape: pa3nenurenHa UBUIA
polyester sheet: monuecrepuo donno

H,0-Phase

CH,Cl, -Phase

¢urypa 2: Crnoii kazeuH MeX 1y BOAHATa U OpraHuyHaTa (asza cinea ueHTpodyrupase
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¢purypa 3: MaxoBa TexHUKa 3a 100MBaHE HAa CBPBX ThHKH IOJIMAKPUIAMHJIHU T€JI0BE

a = pasnemurenHa uBuna (0,25 mm.); 6 = nmokpuBHO ¢oauo (5.3); B, I = CTHKICHU
cpaoBe (5.1); T = pa3TBop Ha rein (4.1.2); e = Hocemo ¢oano Ha rena (5.2)

@YS EG

1 |m0 | 7 1 2 ]3] [. o.l 05 | 0 ‘o.vsl 7 | %cMm

¢urypa 4a: l3zo-enekrpuuecko (okycupaHe Ha TpeTHpPaHM C IUIa3Ma Ka3eMHH OT
CUpEHa, IPOU3BEJIEHU OT OBYE U KO3€ MIIKO U ChIbpPKallM Pa3IUYHU CTOMHOCTH Ha
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oBue Misik0.% CM= mpoueHT kpase misiko, C = kpaBa, E = oBua, G = ko3a. [lokaszana e
ropsarta 4act Ha rein [EF.
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B

¢urypa 46: U3o-enexTpuyecko ¢GokycupaHe Ha oOpabOTBaHM C IUIa3Ma Ka3eMHU OT
CUpEHE, NMPOU3BEJEHO OT CMECH OT OBYE, KO3€ U OMBOJICKO MISKO M ChABPIKAIIO
pa3IMYHUA CTOWHOCTH Ha KpaBe MIISKO.

% CM= npoueHT KpaBe Misiko; 1 + = npoba, cbabpkamia 1% kpaBe MIISIKO U pubaBeH
YHCT KpaBe Ka3erH B cpesata Ha npoxona. C = kpaBa, E = oBua, G = ko3a, B = 6usoun.
[Tokazano e o6moTo pazaensue Ha rena IEF.
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7,E.G

3C 72C

¢urypa5:  Ilopeauua neHcutorpamu Ha cra”paptHute npodu (STD) u mpoOute
CHpeHe, TPOW3BEICHO OT CMEC OT OBYEe M KO3€ MIISIKO, CIEeI H30eJIeKTPHIECKO
¢doxycupane.

a,0 = ctangaptu, cerappkan 0 u 1% kpaBe MIISIKO; B-X = Mpodu cupeHe, chabpkaiu 0,
1, 2, 3 u 7% xpase misaxo. C = kpaBa, E = oBua, G = ko3a.

I'opnara wact na rena IEF Ge ckanupana mpu A= 634 nm.
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1IPHJIO’KEHUE XVI
(Ynen 11)

PE®EPEHTEH METO/l 3A OTKPUBAHE HA ®OPMMU HA KOJIM BAKTEPUU
B MACJIO, OBE3MACJIEHO MJISIKO HA TTPAX, KASEMH U KASEHATH

3a TecTBaHEe HAIMYMETO HA (OPMHU Ha KOJHM OAKTEepHH B Macllo, B cpejara Ha mpobara ce
MHOKYIUpar npodu ot 1 g maco.

Koraro 3a HanuuueTo Ha (GopMu Ha KOJIM OaKTEpUH C€ TecTBa 00E3MAaCICHO MIIIKO Ha
Ipax WK Ka3erH/Ka3eHaTtu, B cpefara Ha npodara ce nunokynupat 0,1 g mpobu.

IDF crangapt 73A: 1985. Meroa B ce npunara cbe caeaHuTe Moau(pUKaIum:

1) mpurotBsiHeTo Ha npodute e crobpasHo IDF cranmapt 122B:1992. 3a kucen kazenH
MOXe Jaa ObAe H3I0JI3BaHa aJITEPHATHBHO MpoIleAypaTa 3a IMOATOTOBKA Ha MpooH,
onucana B IDF cranmapt 73A:1985.

2) Nukybupat ce U ce OleHsSIBAT CaMO PEareHTHU CTHKJIA, KOUTO ca MHOKYJIHUpaHHU ¢ 1 g

npobu (macmo), wimum cwrorBetHo 0,1 g mpoOm (oOe3MacieHo MIISIKO Ha IIpax,
Ka3enH/ka3eHaTn). He ce u3BbpIIBa pasperkaane 0 JECETUUHUS 3HAK.

Onenka Ha pe3yJTaTure:

Tpu OTpHULIATETHA
P Tha W3nbiHeHOo n3nCcKBaHe

pesyJirara:

Tpu unm TpU MONOXKUTETHU
HeusnbiHeHO U3UCKBaHe

pesyJirara:

JlBa oTpuuateniu bu cneasano na 6bAaT aHATU3UPAHU TOMTBIHUTETHO

pe3ynarara: nBe mpobu, karo ce nperers 1 g (macno) u 0,1 g
(obGe3MaciieHo MIIIKO Ha Ipax, Ka3enH/Ka3eHaTH).
AKo mocnenHUTE /1Ba pe3yaTara ca OTPHUIATEIHH,
W3HUCKBAHETO € W3ITBJIHEHO; B TIPOTHUBEH CIydYaif,
U3HUCKBAHETO HE € U3IIBIIHEHO.

3alesexka:

Coabpxanue Ha ¢popMu Ha koiau O6aktepun: 1/10 g 3a macno; 1/g 3a o6e3MaciaeHo MIISKO
Ha Mpax, Ka3eH/Ka3eHaTu.

Pesynrarure, KOUTO MOKA3BaT, Y€ M3UCKBAHETO € M3ITBJIHECHO, Ca TIOJIYYCHHU C BEPOSITHOCT
or 93 %.
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Cwabpxanue Ha ¢popmH Ha Konu Oaktepun: 1/g 3a macno; 1/0,1 g 3a o6e3macieHo MISKo
Ha [Ipax WK Ka3enH/Ka3eHaTH CPEIHO.

Pesynrarure, KOWTO NOKa3BaT, Y€ H3HUCKBAHETO HE € H3IIBIHEHO, Ca IOJNy4EHU C
BepoATHOCT OT 91 %.

(ITpeamonosxenue: pa3npocTpaHeHUE HA MHPEKIINS)
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TIPUJIOKEHUE XVII
(Unen 12)

METOJZ 3A OIIPEAEJSAHE HA CbBABPKAHHUETO HA JIAKTO3A B
1
MNPOAYKTHU, KOUTO MNOMNAJAT B KOJI ITO KH 2309 ()

YACT I

1. IlpuaoxkHo noje
MetoasT 06U cienBano Aa ce mpuiara B ClydauTe, B KOUTO ChABPKAHHETO HA JIAKTO3a
naasumasa 0,5 %.

2. MpuHmun

3axaprta ce pasTBaps BbB Boja. Jpoxkaute (Saccharomyces cerevisiae) ce OCTaBAT Aa
nmojeiicTBar; ToBa Imie 3amasu Jakro3ara. Upes Luff-Schoorl-merona ce ompemens
ChIBPKAHUETO HA JIAKTO3a B TO3U PA3TBOP, CIIEI U3OMCTPSIHETO U (DHIITPUPAHETO.

3. Pearentn

Hatpues tnocyndar 0,1 N ungukatop: pa3rBop Ha ckopOsiia. Jlob6ass ce cmec or 5 ¢
pastBopuMa ckopOsia (10 mQg >xuBayeH #Homua Moxke aa Obae J00aBeH Karo
koHcepBupail aredt) U 30 ml Boma kM | JIUTHP KUISIIIA BOJA; CMECTa CE OCTaBs Ja
KHUITM TPU MUHYTH; OCTaBs C€ J]a CE€ OXJIa/IH.

PastBop Ha kamues oaua AR mpu 30% (W/v).
pa3TBOp Ha CsipHa KucenuHa 6 N
Luff-Schoorl-pearent:

a) 25 g mezen II cyndat nentaxuapar (CuSO,5H,0), 6e3 chabpikaHue Ha Kens3o, ce

pasBaps B 100 ml Boxa
6) 50 g Mmonoxupar Ha tumoHeHa kucenuHa (C;HgO,H,0) ce pasteaps B 50 ml Boza

B) 143,8 g 6e3Bonen Hatpues kapoonat (Na,CO,) ce pastaps B okono 300 ml roperma
BOJIa U CE€ OCTaBs Ja Ce OXJIa/IH.

0) ce no6aBs KbM (B), KaTO ce pa3KJjalla Jeko, ciel ToBa ce 1o6ass (a). Jombnsa ce g0 1
JUTBP, OCTaBs Ce Ja MPECTOM Ipe3 HoIITa W cliea ToBa ce ¢uiarpupa. [IpoBepsBa ce
HOpMaIHOCTTa Ha Taka nomydenus peareHt (Cu 0.1 N, Na,CO, 2 N). pH tps6Ba na 6b1€

npubnu3uTenHo 9.4.

Carrez I-pastsop: 23,8 g Zn (C,H;0,).2H,0 u 3 g kpucTanusupana oleTHa KMCEIUHA CE
pa3TBapsT BBB Bojia € ce AonmBa a0 100 ml
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Carrez ll-pastsop: 10,6 g de K,F,(CN)..3H,0 ce pasrsaps BbB Bozia 1 ce gonusa 10 100
ml

3p1>Hua OT mcm3a, TPCTUpPAHU NPU KUIICHCTO CbHC COJIHA KUCCJIMHA, U3BMHUTHU C BOJAa U
W3CYIICHH.

Cycrniensus Ha Saccharomyces cerevisae: 25 g npecau apoxkau B 100 ml Boga (He ce
ChbXpaHsBa MOBEYEC OT €/IHA CEJIMHIIA B XJIAIUITHUK).

4. Tlpouenypa

1 g ot npoOarta 3a aHaynu3 ce MpeTeriia ¢ TOYHOCT A0 1 MQ; mocTaBs ce B U3MEPUTEIHA
k0s10a ot 100 ml Jo6ass ce ot 25 no 30 ml Boga. KosbaTa ce mocrassi B KUIIsIa BOJHA
0aHsl 32 TPU MUHYTH, CJIEeJI KOETO ce OXJIaxaa npuodnausurenso npu 35 °C.

Jlo6aBst ce 5 ml ot cycnieH3usITa Ha IPOKIUTE (2) U ce pazkiamia. Mamepurennara konda
ChC CHABPIKAHUETO CE OCTaBsl BbB BoJgHA OaHs mpu temmeparypa oT 38 mo 40 °C 3a nBa
yaca.

Crnen ¢pepMenTupanero, koidara ce oxJjaxjaa 10 TeMieparypa ot npubmausutento 20 °C.
Jlo6assr ce 2,5 ml Carrez I-pa3tBop u ce paskiaina 3a TpUAECCET CEKYH/IU; CIIe]] TOBA CE
no6asst 2,5 ml Carrez ll1-pa3tBop 1 OTHOBO ce paskJiaiia 3a TpuaeceT ceKyHau. Jlombiasa
ce mo 100 ml ¢ Boxa, cmecBa ce u ce ¢untpupa. KamnBa ce komudecTBo ot (uiarpara,
KOETO ¢ He moBeue oT 25 Ml u mpu BE3MOKHOCT Chabprka oT 40 1o 80 My nakTo3a; ako e
HeoOxoaumo, ce momweaBa g0 25 ml ¢ Boma u Luff-Schoorl-metoma ce ompenens
ChJIbP’KaHUETO Ha OE3BOIHATA JIAKTO3A.

Camo ¢ APOXIU CC U3BBbPIIBA I'BJICH IIPAa3CH TCCT.

(l) Pernament (EMO) Ne 222/88.

() 3a mpomykTuTe, KOMTO Chabpkar moBeue oT 40% (epMeHTalOHHA 3axap,
KOJINYECTBOTO HA CYCIICH3UATA CE€ YBEJINYABA.

YACT II
1. Onpenensine Ha ChABLPKAHUETO Ha jJakTo3a ¢ Luff-Schoorl-merona

Kangat ce 25 ml Luff-Schoorl-pearent u ce mocrassat B Erlenmeyer-kon6a ot 300 ml;
n06ass ce 25 ml n3buctpeH pa3TBop, MPETErieH ¢ TOYHOCT.

JloGaBsAT ce IBe 3phHIIA ITeM3a U Ce MOATPSABA, KaTo Ce pasKiiamia ¢ pbka HaJl HEIIOKPUT
IJIAaMBK OT CpellHa BHCOYMHA; TEYHOCTTa CE€ OCTaBs Ja 3aBpPH 3a MPHUOIU3UTEIHO IBE
MuHyTH. Erlenmeyer-kon0ara ce mocraBsi BelHara Ha MeTajlHa IeJKka ¢ a30€CTOBO CHUTO,
MO/ KOSITO MPEABAPUTEITHO € 3aralieH TuiaMbK. Perymnupa ce taka, ye Erlenmeyer-kon6ara
Jla ce HarpsBa eJMHCTBEHO B JOJHATA YacT, CJeJ TOBa CE CBBP3Ba C KOHJICH3ATOp 3a
ornuB. OT TO3WM MOMEHT Ce€ OCTaBsi Ja KWK TOYHO 3a JeceT MUHYTH. BemHara ce
OXJIXK/Ia B CTYJ/ICHA BOJIA U C€ TeCTBA MPHOIM3UTEITHO 3a TIET MUHYTH, KaKTO CJIe/BA!

KbM Teunocrra ce nodasar 10 ml xanues Honun v BegHara ciiel ToBa, HO BHUMATEIHO
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(TBH KaTO MOXeE J]a Bh3HUKHE 3HAUUTEIHO TIeHeHe), 25 ml csapHa kucenuna 6 N.

TecThbT C HaTpUCB TI/IOCy.H(I)aT CC U3BBpIIBA A0 MOABABAHCTO HA MATOB JKBJIT LBAT, KATO B
Kpas Ha TE€CTa CC ,Z[O6aB${ HHIWKATOp 34 CKOp6${J'Ia.

ChIIUAT TECT CE U3BBPIIBA ChC cMec OT To9HO 25 Ml pearent Luff-Schoorl u 25 ml Bona,
cien mobassiHero Ha 10 ml xanues Homua u 25 ml capua kucenuna 6 N, To3u BT 0€3
KUIIEHE.

Cnec cJIcaHara Ta6n1/1ua CC ompeacisd KOJIMYECCTBOTO JIAKTO3a B mg, OTroBap IO Ha
pasimkara MeXAy pe3ysiTaTHTe OT jJBara Tecta (u3paszeHo B Ml marpueB tuocyiadar 0,1
N):

Tabauia
Tab6mumua 3a 25 ml Luff-Schoorl-pearent
(BMK OIMCAHUETO B TEKCTA)

1. 0,1 n marpues THocyndar
0
2. maxrosa C,,H 22711

1 2 1 2

ml mg pazmuka ml mg pasiuka

32001R0213.doc - LITIP - pegakTupan



3,6

7,3

11,0
14,7
18,4
22,1
25,8
29,5
33,2
37,0
40,8
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83,9
88,0
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3,8
3,8
3,9
3,9
3,9
4,0
4,0
4,1
4,1
4,1



IIPHJIOKEHUE XVIII
(Unen 13)

OTKPUBAHE HA CUPUIIIHA CYPOBATKA B OBE3MACJIEHO MJVISAKO HA
INPAX 3A OBHIECTBEHO CKJJIAIJUPAHE 4YPE3 OIIPEJAEJISSHETO HA
IN'IMKOMAKPOIIEIITH AU YPE3 BUCOKOOIITUMAJIHA TEYHA
XPOMATOI'PA®USA (HPLC)

1. O0xBaT ¥ NPUIIOKHO OJIE

To3u meTox 1Mo3BoJIsIBa OTKPUBAHETO Ha CHPUINHA CypoOBaTKa B 00€3MacieHO MIISKO Ha
mpax, IpPeJHa3HAuYCHO 3a OOLIECTBEHO CKIAJAUpaHE, 4Ype3 OINpeleisHETO Ha
TJIMKOMAKPOIENTH/IH.

2. [To3oBaBane

Mexnynaponen crangapt ISO 707 — Misiko U MJIEYHH TNPOAYKTH — METOAM 3a
B3eMaHe Ha MPOOH B CHOTBETCTBHE C yKa3aHUsATA, ChIbPKaIIK ce B npuioxenue [(2)(s),
ToCIIeZIcH maparpad.

3. lepunuius

ChabpkaHie Ha TJIMKOMAKpOIENTUIM B 00€3MacieHO MIISKO Hampax: ChIbp)KaHHE Ha
CyOCTaHIIUM, OMPENIEICHO OT METOJa, U3JI0KEH MO-I0JIy, U U3PAa3eHO KaTo IPOLEHT OT
Mmacara.

4, TpuHIHAT

— [IpomsiHa Ha cbcTaBa Ha 00E€3MAcICHOTO MISIKO Ha Ipax, OTCTPaHsSBaHE Ha
Ma3HUHUTE W TPOTEMHUTE C TPUXJOP-OLETHA  KHUCEIHWHA, T[OCIEABAHO  OT
LeHTpoyrupaHe;

— OrmpenensiHe KomuuecTBOTO rimkoMakpornentuaun (GMP) B cymepHaraHta upes
BHUCOKOOINITUMaNHA TeuHa xpomarorpadus (HPLC);

— OreHka Ha MOMyYEHUs pe3yaTar 3a MpoOUTe upe3 MM030BaBaHE Ha CTaHIAPTHUTE
npobu, chabpXkaly o0e3MacieHo MISKO Ha Mpax ¢ uiau 0e3 mpubaBsHE Ha M3BECTEH
MPOLIEHT CYypOBaTKa Ha Ipax.

5. Pearentn
Benuku pearenTH TpsiOBa Ja ca ¢ JIOKa3aHO aHAIMTUYIHO KadecTBo. M3moi3BaHaTa Boja
TpsiOBa 1a € JEeCTUIIMPaHa UM ¢ Hal-MaJIko ChIllaTa YUCTOTA.

5.1.  Pa3TBOp Ha TPUXJIOP-OLIETHA KUCEINHA
240 g Tpuxnop-ouerHa kucenuna (Cl,CCOOH) ce pa3TBapsaT BbB BOJa M C€ J0j11Ba 10 1

000 ml

5.2.  Enroenten pasreop, pH 6,0
1,74 g Di-kanues pocdar (K,HPO,), 12,37 g Mono-kanues docpar (KH,PO,) u 21,41 g

marpues cyiadar (Na,SO,) ce pasteapsar B okoimo 700 ml Boma. Perymmpa ce, ako e
Y Yy 22U, p p yaup

Heooxoaumo, 10 pH 6,0, kato ce u3nonsBa pa3TBOp Ha (ochopHa KHCEINHA WIIH KaJueB
XUJIPOKCH/I.

32001R0213.doc - LITIP - pegakTupan



Jonuga ce 1o 1 000 ml ¢ Boga u ce XOMOreHHU3Hpa.
EntoeHTHUAT pa3TBOp ce GUITpUpA, IPEau a ce M3IO0JI3Ba, Ype3 MeMOpaHeH GuinTop ¢
0,45 pm nuameTbp Ha TOparta.

5.3.  [Ipomusai pa3TBOpUTEIN
Enun o6em aneronntpun (CH,CN) ce cmecBa ¢ geer obema Boxa. Ilpenm nma ce

U3MoN3Ba, cMmecra ce (untpupa upe3 meMmOpaneH ¢untbp ¢ 0,45 pum nuameTsp Ha
nopara.

beneosrcka: Moxe na ObAe HW3MOJM3BAaH BCEKU JAPYr MPOMHUBAIL Pa3TBOPUTEN C
OaxkTepunueH eexT, KOUTO He yBpexaa e(eKTUBHOCTTA Ha Pa3TBAPSHETO B KOJIOHATA.

5.4.  CranpmapTHu npodu

5.4.1. OGe3MacieHO MIIIKO Ha TIpax, KOETO H3MBIHSABA HW3MCKBAaHHUATA Ha TOBA
pastBapsiae (t.e. [0]).

5.4.2. Cpmoro 00e3MacieHO MISKO Ha Tpax, moampaseHo ¢ 5% (m/m) cupwuinHa
CypOBaTKa Ha Ipax ChC CTaHIApTEeH ChCTaB (T.e. [5]).

6. Amaparypa
6.1. AHaiuTH4YHA BE3HA.

6.2. Leutpodyra, ¢ kamanurer 3a ueHTpodyrupane Ha 2 200 g, cHabmeHa CbC
CTONIOPHU HEeHTPOPYKHU TyOU c KaramuTeT oT OKOJIO 25 ml

6.3. MexaHWYeH NICUKBD.

6.4. MarautHa ObpKajKa.

6.5. CrpriieHn QpyHHH, C TUAMETBP OT OKOJIO 7 CM.

6.6. ®unrepHaA XapTH, CpeaHO QUITPUPAHE, C THAMETHP 0KOJIO 12,5 cMm.

6.7. OOopynBane 3a ¢unarpupane mnpe3 crbkio ¢ 0,45 pm nuamersp Ha mopara Ha
MeMOpaHHUs QUITHD.

6.8. I'pamyupanu kamkomepu, ¢ ooem ot 10 ml (ISO 648, kiac A, wiu ISO/R 835).
6.9. Tepmocrarnuna BojgHa Oans, pu 25 + 0,5 °C.
6.10. OGopynsane 3a HPLC, crcTosmio ce or:

6.10.1. [Tomna.

32001R0213.doc - LITIP - pegakTupan



6.10.2. lxekTop, pbUYeH WK aBTOMATHUeH, ¢ Kanauutet oT 15 1o 30 pl.

6.10.3. e xononu TSK 2 000-SW B cepun (npmxuHa 30 cM., BeTpemieH nuamersp 0,75
CM.) WM €KBHBAJECHTHU KOJIOHHU W Tipea-koyioHa (3 cM. x0,3 cm.), ooButa ¢ I 125 nnum
MaTepHall C eKBUBAJICHTHA €()EKTUBHOCT.

6.10.4. TepmocraTtuuna KosoHHa mewt, mpu 35 + 1 °C.

6.10.5. UV gerekTop ¢ MpoMEHINBA AbKUHA HA BBJIHUTE, IO3BOJISBAI U3MEPBAHUS ITPU
205 nm, ¢ ywyBcTBHUTENHOCT OT 0,008 A.

6.10.6. Murerparop, ¢  BB3MOXHOCT 3a  ,valley-to-valley”  unTerparus.
beneorcka: Bb3moxkHO € nma ce paboTu ¢ KOJIOHHM, KOMTO C€ Ibp)KaT Ha CTaiiHa
TeMIepaTrypa, HO TAXHAaTa €PEeKTUBHOCT Ha pa3TBapsHE € MaJKo MO-HUCKa. B To3m
Cllydaii, IpY €Ha U Chllla aHAJUTHYHA Cepusl TemIepaTypaTta Ou cieABayo J1a Bapupa C
no-majuko ot + 5 °C.

7. B3emaHe Ha npo0u

7.1. Mexxnynapoaen crangapt ISO 707 — ,,Misko U MJI€YHU NPOAYKTH — METOJAU Ha
B3eMaHe Ha IpoOK”~ B ChOTBETCTBHE C YKa3aHUATA, ChbPIKAIIU C€ B IPUIIOK eHue |, yact

2 OykBa B), mocJe/ieH maparpad.

7.2. [Ipobara ce cbxpaHsBa MPH YCIOBHS, KOUTO M3KIIOYBAT BCSKAKBO YBPEKIAHE WIIH
IIPOMsIHA Ha ChCTABaA.

8. Ilpouenypa

8.1. IloaroroBka Ha TecToBaTa rmpoda

MUISIKOTO Ha mpax ce MpexXBbPJs B ChJ, CHAO/EeH ¢ YIUIbTHEH Kallak.u UMalll BMECTUMOCT,
KOSITO € OKOJIO JIBa ITbTH 0O0eMa Ha npaxa. ChIbT ce 3aTBaps BeHara. MIsIKOTO Ha Tpax
ce cMecBa JJo0pe upe3 MHOTOKpaTHa HHBEPCHS Ha ChAA.

8.2. TectoBa 03a

2,000 + 0,001 g or TtecroBata mpoba ce u3MepBaT B IeHTpodyxkHa Tydba (6.2).
8.3. OTcTpaHsBaHe Ha IPOTEUHH

8.3.1. KsMm TecroBara no3a ce npubassr 20 g Toruta Boga (50 °C). [IpaxsT ce pazrBaps

ype3 pasKiallaHe 3a MeT MUHYTU NpU HU3MOJI3BAaHETO HAa MEXaHW4eH wedkbp (6.3).
Tybara ce oxnaxna go 25 °C.
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8.3.2. 10,0 ml pa3tBop Ha TpuxyOp-oneTHa KucenuHa (5.1) ce m00aBAT 3a ABE MUHYTH,
KaTo B CBHIOTO BpeMe ce ObpKa C IOMOIITAa Ha MarHuTHara Obpkaika (6.4). Tybara ce
nocrassi BbB BoiHa 0ans (6.9) u ce ocraps 3a 60 MUHYTH.

8.3.3. [Ipobara ce nentpodyrupa mpu 2 200 g (6.2) 3a 10 MunyTH WK ce GuaTpUpa mpe3
xapTust (6.6), kKaTo ce oTcTpaHsaBat mepBute 5 Ml oT punTparta.

8.4. Xpomarorpadcko ornpenensHe

8.4.1. Or 15 no 30 pul Trouno usmepen cynepHarant wiu punrpar (8.3.3) ce HHKEKTHpa
B amapara HPLC (6.10), onepupami csc ctpys ot 1,0 ml emroenten pastsop (5.2) Ha
MUHYTA.

beneoicku:

1. ITo Bpeme Ha XxpomaTorpad)Cckus aHaJIU3, EIIOCHTHUAT pa3TBop (5.2) ce chbXpaHsBa MU
85 °C, c oryex eNOCHTHT Aa Ce IBPXKU JIeTa3upaH U Ja ce MPEJOTBPATH PAa3BUTHETO HA
O6aktepun. Morat a ObJaT M3MOI3BAaHU BCSKAKBU MPEJBAPUTEIIHU MEPKH, KOUTO UMaT
mogo0eH e(exT.

2. KononuTte ce M3IUTaKBaT ¢ BOJAa MPH BCIKO IMpekbcBaHe. EmroenTHUAT pa3TBop (5.2)
HUKOTa HE CE OCTaBs B THX.

[Ipenn Bcsiko mpekbcBaHe 3a MoBede OT 24 yaca, KOJIOHUTE C€ M3IUIAKBaT CBOAA, CIIE]
TOBa Ce U3MHBAT ¢ pa3TBOp (5.3) 3a moHe Tpu 4aca mpu ctpys ot 0,2 ml 3a munyTa.

8.4.2. Pesynrarute OoT Xpomarorpadckus aHanu3 Ha TectoBarta npoda [E] ce momydasar
noJ ¢opmara Ha XpomarorpaMa, B KOATO BCEKHM IMUK € MOKa3aH upe3 BPEMETO My Ha
3ana3Bade RT, kakTo cnenBa:

[Tuk II: BTOpUsT nuk Ha Xxpomarorpamata ¢ RT ot okono 12,5 Munytn.

IMTux III: TpeTusaT nuk Ha XpoMaTorpamara, ceorBercTBaml Ha GMP, ¢ RT ot 15,5 + 1,0
MHUHYTH.

ITuk IV: yerBppTHS UK Ha XpomaTtorpamara ¢ RT ot okosno 17,5 MunyTH.

KauecTBOTO Ha KOJIOHUTE MOKE J]a TOBJIMSAE HA BPEMEHATa Ha 3ala3BaHE Ha OTICIIHUTE
MTUKOBE.
Wuterparopst (6.10.6) aBTOMaTHUHO M3YUCIISABA TOBBPXHOCTTA A Ha BCEKH MHK:

A II: noBbpxHOCT Ha nuk I,
A III: moBepxHOCT Ha nuk 111,
A IV: noBppxHoCT Ha nuk V.

CTJH.ICCTBCHO € Ja C€ wu3CicBa TMOABABAHCTO HA BCIKa XpoMaTrorpama IMpeau
KOJIMYCCTBCHOTO TBJIKYBAHE, C OIJI€A Ja C€ OTKPUAT BCAKAKBHU OTKIIOHCHHA, KOUTO CE€
ABJOKAT WM Ha HCIIPABUIHOTO (I)YHKL[I/IOHI/IpaHC Ha aliaparypara WJih Ha KOJIOHUTC, UJIU
Ha mpou3xoJa u €CTECCTBOTO HA aHAJIM3WpaHaTa npo6a.

Axo nma CbMHCHUC, aHAJIU3BbT CC ITOBTAPA.
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8.5.  Kamubpupane

8.5.1. IIpouenypara, ommcana B Touku 8.2 - 8.4.2, ce mpwiara ¢ TOYHOCT 3a
cTaHmapTHHUTE TIPodH (5.4).

W3nons3Bar ce mpsiCHO MPUTrOTBEHH pa3TBOpH, Thi kato GMP ce ynumioxasa B 8 %-Ha
TPUXJIOp-OLIETHA- cpenia. 3arybara ce ouensia Ha 0,2% 3a yac mpu 30 °C.

8.5.2. Ilpemu xpomartorpadckoTo ompeaensHe Ha MPOOUTE, KOJIOHUTE C€ IMOATOTBSIT
Yype3 MHOTOKpPaTHO MH)KEKTHpaHE Ha cTaHaapTHara mpoda (5.4.2) B pastBopa (8.5.1),
JI0KaTO MOBBPXHOCTTA U BPEMETO Ha 3ala3BaHe Ha MHKa, choTBeTcTBan] Ha GMP, cranar

IIOCTOSAHHU.

8.5.3. OmpenensaTt ce koeUUUEHTUTE Ha BIMsSHHE R upe3 MHKEKTHPAHETO Ha CHIIHS
obem ¢unrpatu (8.5.1), ©3non3BaHu 3a MPOOUTE.

9. M3pa3siBaHe Ha pe3yJITaTHTE
9.1. Meron Ha u34HCIsABaHE U Gopmyra

9.1.1. M3uucnsBaHe Ha KOSPUIIMEHTUTE HA BIUsSHIE R:

nuk 1I:
100
R -
1 A“[O]
nuk [V:
100
A W
KBIETO:

R Il u R IV = koeduninenTuTe Ha BIUsSHUE, ChOTBETHO Ha mukose [l u IV,
A 11 [0] u A IV = noBspxHOocTUTE, CHOTBETHO Ha TiukoBe Il u IV Ha cranmapTHara npobda
[0], momyyena B 8.5.3.

nuk III:
. B W
B ~ Au[5] — Au[0]
KBJIETO:
R Il = xoepunmenTsT Ha BnusiHue Ha nuk II1,

AT [0] m A, [5] = nmoBbpxHocTuTe Ha muK Il Ha crammaprauTe mpobm [0] u [5],

ChOTBETHO IMOJy4eHH B 8.5.3,
W = Konu4ecTBOTO CypoBaTKa B CTaHIapTHATa mpoda [5], T.e. 5.
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9.1.2. M3uncnsaBaHe Ha OTHOCUTEIHATA MOBBPXHOCT HA MUKOBETE Ha mpodara [E]:

KBJIETO:
SIL[E], S, [E], S, [E] = oTHOCHTENHUTE IOBBPXHOCTH, CHOTBETHO Ha mukose 11, 11T u IV

Ha mipo0Oara [E],
AII[E], A, [E], A, [E] = noBbpxHOCTHTE, ChOTBETHO Ha mukoBe 11, IIl u IV Ha npobara

[E], nonyuena B 4.2,
R I, R I, R IV = xoedunuenture Ha BIUsSHKUE, U3unucieHu B 9.1.1.

9.1.3. M3uncnaBaHe Ha OTHOCUTEIHOTO BpeMe Ha 3arna3Bane Ha nuk Il Ha npoba [E]:

RTyE
RRTfE] = RTmH
KbJIETO:
RRT iy [E]l = orHocurennoro Bpeme Ha 3amasBane Ha nuk III ma mnpoba [E],

RT 1l [E] = orHOCHTENnHOTO BpeMe Ha 3ama3BaHe Ha nuk Il Ha npoba [E], nonyuena B
8.4.2,

RT 111 [5] = oTtHOCHTEeNIHOTO Bpeme Ha 3ana3BaHe Ha nuk Il Ha koHTpoNHATA Mpobda [5],
nonyyeHa B 8.5.3.

9.1.4. EKCIIEpMMEHTHUTE MOKA3axa, Y€ UMa JIMHEHHA BPh3Ka MEXIy OTHOCUTEIHOTO BPEME
Ha 3armasBane Ha muk III, T.e. RRT | [E] 1 npouenTa Ha cypoBarka Ha npax, npubaBeHa /o

10 %:

— RRT
— RRT

i [E] € < 1,000, korato chabpxaHUETO HA CypoBaTKa €> 5%,

i [E] € > 1,000, korato chabpKaHHETO Ha CypoBaTKa € < 5%.

JlomycTiMara HECUTypHOCT 3a croiHoctute Ha RRT, e +0,002.
Ob6wnuaiino, croiinoctra Ha RRT), [0] ce oTknonssa manko ot 1,034. B 3aBucumocT 0T

CBHCTOSTHUETO Ha KOJOHUTE, CTOMHOCTTAa MOXke fa pocturHe 1,000, HO TpsiOBa BUHArH 1a
ObJe mO-roIsIMa.

9.2. M3uncnsBaHe Ha MPOLIEHTA HA CUPHII[HA CypOBaTKa Ha Ipax B nmpobaTta:

W = Su[E] = [1,3 + (Sa[0] = 0, 9)]

KbJIETO:

W = §pomeHThT m/m  Ha  cUpHMIIHa cypoBarka B  mpobara  [E];

S Il [E ]= otHOCHTenHaTa noBbpxHOCT Ha muk III Ha TecroBara mpoba [E], monyuena
KakTo B 9.1.2;
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1,3 IIPEACTaB/IsIBA OTHOCUTENHATa cpeaHa NoBbpxHocT Ha nuk III, u3pasena B
rpaMoBe cupuiiHa cypoBatka 3a 100 r., ompezaeneHa B HENOANPABEHO 00E3MaCIECHO
MJISIKO Ha IMpax OT pasiuueH npousxof. Tasu mudpa Oe nmonyueHa ekcrepuMeHTaTHO;

S I [0 ] npencrapnsBa oTHOcUTeNHATa NOBBpXHOCT Ha nuk III, xoaTo € paBHa Ha R,

XAy, [0]. Te3u croiinocTn ca nosmydenu B 9.1.1 u cboTBETHO 8.5.3;

(S 111 [0 ]-0,9) npexacrasisiBa KopeknusATa, KOSTO cjeaBa Ja ObJe HalpaBeHa CIIPSIMO
OTHOCHTENIHATA CpeHa NOBBPXHOCT 1,3, xoraro S, [0] He e pasHo Ha 0,9. Tlo nbTs Ha

eKCl'IepI/IMeHTa, OTHOCUTCIIHATA cpez[Ha IMOBBPXHOCT Ha ITUK HI Ha KOHTpPOJIHATa npo6a
[0] ¢ 0.9.

9.3. TouHoCT Ha pouLeaypara

9.3.1. IloBTOpsiemocT

Paznukara Mexay pesyarature OT JBE OTACIHU ONPEACISHUS, HW3BBPIICHH
€THOBPEMEHHO WJIM €IHO CJeJl APYro OT ChIUIMA aHAIM3AaTOpP U NPH HU3IOJI3BaHE HA
CchIllaTa araparypa BbpXy HJICHTHYCH TECTOB MaTepual, He Haasuimasa 0,2% m/m.

9.3.2. Bp3npousBexaaHe
Paznukara Mexay nBa OTACIHM M HE3aBUCUMH pe3yjTaTa, MOJYyYEeHU B JIBE Pa3IMUHU
71abopaTopuu BbPXY HACHTHYCH TECTOB MaTepuall, He Haasuirasa 0,4% m/m.

9.4. ToiukyBane

9.4.1. Jlumcara Ha cypoBaTKa ce IpHeMa, ako OTHOCHUTEIHATa MOBBbPXHOCT Ha muK 111,
S, [E], u3pasena B rpamoBe cupuinHa cyposatka 3a 100 g mpoaykr, e < 2,0+(S,,, [0] -
0,9),

KBAETO:

2,0 e MaKCUMAJTHO JIOMyCTHMATa CTOMHOCT 32 OTHOCHUTETHATA MMOBBPXHOCT Ha muk 111, T.e.
1,3, kato ce B3eMe MpeJIBUJl HECUTYPHOCTTA, KOATO C€ AbJDKU Ha BapUallMUTE B ChCTaBa
Ha 00€3MacIeHOTO MIISIKO Ha Mpax, KaKTo U CpaBHEHHETO Ha MeToa (9.3.2),

(S, [0] - 0,9) e kopekuusTa, KosATO CleBa Aa ObJe HaNpaBeHa, KOraTo MOBBPXHOCTTA

S, [0] e paznmuuna ot 0,9 (Buk 9.2).

9.4.2. Axo otHocutenHara nosbpxsHocT Ha muk III, S, [E], e > 2,0+(S,,, [0] — 0,9) n
oTHOcuTeNHaTa noBbpxHocT Ha muk II, S, [E], < 160, cbabpkaHueTto Ha CUpHIIHA
CypoBaTKa ce ONpeess, KaKTo € MOCOYEHO B ToUKa 9.2.

9.4.3. Ako oTHOcHTeNHATa MOBBPXHOCT Ha MHK, S, [E], e > 2,0+(S, [0] — 0,9) u ako
OTHOCHTENHATa MOBbPXHOCT Ha Tk II, S, [E], < 160, ce onpenens o0moOTO ChabpKaHue
Ha niporenH (P %); cren ToBa ce uzcnensar rpaduku 1 u 2.

943.1. JlanHuTe, TOJNIy4eHH CIIeJ] aHajdn3a Ha MpoOUTE Ha HEMOINPaBEHO

o0e3MacieHo MJISIKO Ha Ipax ¢ BUCOKO OOLIO ChABp)KaHHE Ha MPOTEWH, ca ChOpaHU B
rpaduxu 1 u 2.
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HereK’bCHaTaTa JIMHUA IIPEACTABIIsIBA JIMHEHHA perpecus, KOG(l)I/II_[I/ICHTI/ITe Ha KOATO Ca
HU3YUCIICHU YpPC3 MCTO/1a Ha Hal-MaJIKUTe KBaJpaTu.

[lynkTupanara npaBa JUHUS ONPEAEIIs TOpHATA TPAHUIA HA CPABHUTEIIHATA TTOBBPXHOCT
Ha vk III ¢ BeposiTHOCT, KOsiTO HE ce HanBuiaBa B 90% ot ciryyauTe.

VpaBHEHHATA HA ITYHKTHPAHUTE TIPaBU JMHUK Ha rpaduku 1 u 2 ca:
SH1=0,376 P% — 10,7 (rpaduka 1),

Sl =0,0123 S, [E] + 0,93 (rpadymixa 2),

KbJIETO:

SIIT e orHOcuTenHata mOBLPXHOCT Ha muk III, wW3umciaeHa cbOOpa3sHO OOLIOTO
ChIbpKaHKME HA IPOTEUH WK ChOOPa3HO OTHOCHTENHATA ToBbpXxHOCT Ha muk S [E],
P% e 061110TO TErMOBHO ChABPIKAHUE TPOTEUH, U3PA3EHO KATO MPOLICHT,

(S” [E] e oTHOCHTETHATA TOBBPXHOCT HA MPobOaTa, u34ncieHa B Touka 9.1.2.

Te3u ypaBHEHMS ca eKBUBAJIEHTHU IO CTOMHOCT Ha 1,3, ynomeHara B Touka 9.2.

Pasnukara (T, and T,) mexnay oTHocuTenHara moBbpxHocT S, [E] u oTHOocHTenHara

IMOBBPXHOCT S, ce JaBa MoCpeaACTBOM CJIICAHOTO!:

T, = SulE] — [(0,376 P% — 10,7) + (Su[0] — 0,9)]
T, = Su[E] — [(0,0123 S,[E] + 0,93) + (Su[0] — 0, 9)]
9.4.3.2. Axo T, w/unu T, ca Hyna wiM 10-MajKo, HE MOXKe Jia ObJie ONPEENEHO

MPUCHCTBUETO HAa CUPHUII[HA CYpOBaTKa.
Ako T, m T, ca mo-rojemu OT HyjJa, TO HAJMIE € CHUPHIIHA CypOBaTKa.

C’b)l’Lp)KaHI/ICTO Ha CHUpHUIIIHA CYpOBATKa C€ U3YUCIIAABA C’bO6pa3H0 ciacaHara (I)OpMy.]'IaZ

KBJIETO:
0,91 e pascTossHMETO MEXIy HENpeKbCHAaTaTa W NyHKTHpaHaTa MpaBa JMHUS Ha
BEpTUKAJIHATA oc.
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SKIMMED-MILK POWDER
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IIPHJIO’KEHUE XIX
(Ynen 13)

OINIPEJAEJISHE HA CYXO BEHIECTBO HA CHUPHUIIHA CYPOBATKA B
OBE3MACJIEHO MJIAKO HA IIPAX U B CMECUTE, HA30BAHHM B
PETJIAMEHT (EO) Ne 2799/1999

1. Ilea: oTKpHBaHe MPUOABSIHETO HA CYXO BEIIECTBO OT CUPHII[HA CYpOBATKA KbM:

(a) obesmacneHo Musiko Ha Tmpax, nedunHupaHo B wieH 2 Ha Permament (EO) Ne
2799/1999, n

(6) cmecu, nedpunupanu B wieH 4 Ha Pernament (EO) Ne 2799/19909.

2. [ozoBaBanusi: MexxayHnapojeH crangapt ISO 707

3. ledpunuius
ChIbpKaHHETO Ha CyXO BEIIECTBO HAa CHPHIIHA CypoBaTKa ce JeHUHUpPA KaTo MPOIEHT
OT Macara, KaKTO € OIpe/ICICHO B OIMCaHaTa IpoLeaypa.

4. TlpuHuMN

ChbabpkaHHETO Ha INIMKOMAKpONENTUAU C€ OIpelesss B ChOTBETCTBHE C IPUIIOKECHHE
XVIIL. IIpoOute, KOWTO [aBaT TOJIOKHUTEIHU pE3yJTaTH, C€ aHaIM3UpaT 3a
IJIMKOMAKpOINENTHA A C BHCOKOONTHMAajHa TE€YHAa Xpomarorpama c oOpaTHH (a3u
(HPLC mnpouenypa). OueHkara Ha pe3yiraTa ce€ IojydyaBa 4pe3 II030BaBaHe Ha
CTaHJApTHU TNPOOH, CHABbpPXKAIM 00e3MacieHO MIISIKO He Mpax ¢ WM 0e3 U3BECTEeH
MIPOLIEHT CypoBaTKa Ha mpax. Pe3ynraTute, KOUTO ca 1Mo-Bucoku ot 1% (m/m), nmokassar
HAJIMYMETO Ha CyXO BELIECTBO HAa CUPUIIIHA CYpOBaTKa.

5. PearenTn

Benuku pearenT TpsbBa 1a ca ¢ JI0Ka3aHO aHAJIWTUYHO KauyecTBo. M3mon3BaHaTa Boja
TpsOBa J1a € JeCTUIMpaHa WK Ja € C Hali-MaJKo ChIllaTa YUCTOTA.

AUeToHUTPIIIBT OM cieABayio Ja ObJe ChC CIEKTPOCKONMMYHO KauecTBO mian ¢ HPLC-
KaueCTBO.

Heob6xomumure 3a mporenypara peareHTH ca omucanu B mnpuioxkenne XVIII kbm
HACTOSIIUS PETJIAMEHT.

Pearentu 3a HPLC ¢ o6patau dazmu.

5.1.  Pa3TBOp Ha TpUXJIOp-OLIETHA KUCEINHA
240 g Tpuxnop-ouerna kucenuna (Cl,CCOOH) ce pa3TBapsaT BbB BOJA M C€ 10JMBa 10 1

000 ml
5.2. Emwoentu A u B

Emoent A: 150 ml aneronurpun (CH,CN), 20 ml usonponanon (CH,CHOHCH,), u
1,00 ml Tpudpmyop-anerna xucenuna (TFA, CF,COOH) ce nocrtassr B 1 000 ml
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u3MepurenHa koiba. lomusa ce 1o 1 000 ml ¢ Boxa.

Emoent B: 550 ml aneronurpuin, 20 ml uzonponaunon u 1,00 ml TFA ce nocrasr B 1
000 ml usmepurenna konbda. Jlonmusa ce 1o 1 000 ml ¢ Boxa.

EmtoenTHHUAT pa3TBOp ce GuATpUpa, Ipean Ja ce M3MO0I3Ba, Ype3 MeMOpaHeH QHITHD C
0,45 um nuameTwp Ha mopara.

5.3. KoncepBupaHne Ha KOJIOHaTa

Cnen ananuza, KojloHaTa ce 00JiMBa C €IIOEHT B (4pe3 rpaJueHT) U BHOCIEICTBUE CE
ob0nuBa c¢ aneroHuTpun (upe3 rpaaueHt 3a 30 munytu). Komonara ce ocraBs B
alleTOHUTpPHJIA.

5.4. CranpmapTHu npodu

5.4.1. OO6e3macieHO MIIIKO Ha IpaxX, KOETO M3IIBJIHIBA M3MCKBAHUATA 32 OOIIECTBEHO
ckiagupane (T. €. (0)).

5.4.2. Cpmoto 00e3MaciIeHO MISKO Ha Tpax, noamnpaBeHo ¢ 5% (m/m) cupwuinHa
CypoBaTKa Ha Mpax ChC CTaHIapTeH cbeTas (T.€. (5)).

5.4.3. Cpmoto obe3macieHOo MJISKO Ha Tpax, mommpaBeHo ¢ 50% (m/m) cupwuinHa
CypoBaTKa Ha Ipax CbC cTaHmapTeH cbeTas (T.e. (50)) ().

6. Amaparypa
HeobOxomuMmara amapaTypa 3a onrcaHaTa mporeaypa e aaaeHa B npmiox eaune X VI kbsm
HAaCTOSIIIUS PETJIaMEHT.

6.1. AHanuTu4Ha Be3HA.

6.2. Llentpodyra, ¢ kamamurer 3a ueHtpodyrupane npu 2 200 g, cHabaeHa cbc
CTONIOPHU HEeHTPOPYKHU TyOU c KaramuTeT oT OKOJIO 50 ml

6.3. MexaHnueH MEHKBP ¢ BE3MOXKHOCT 3a Obpkane nipu 50 °C.

6.4. MarautHa ObpKajKa.

6.5. CrpkiieHH QpyHHMH, C TUAMETBP OT OKOJIO 7 CM.

6.6. ®unrepHa XapTus, cpeaHo GuaTpUpaHe, ¢ AUAMETHP 0KoJo 12,5 cm.

6.7. OOopynBane 3a ¢unarpupane npe3 crbkio ¢ 0,45 pm auameTbp Ha mopara Ha
MeMOpaHHUS QUITHD.

6.8. I'pamyupanu kamkomepu, ¢ ooem ot 10 ml (ISO 648, xiac A, wiur ISO/R 835) unu
cucrema ¢ BMectumoct ot 10,0 ml 3a aBe munyTH.

6.9. Tepmocraruuna BogHa 6ans npu 25 + 0,5 °C.
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6.10. Oo6opynBane 3a HPLC, cbcrosio ce oT:
6.10.1. JIBoitHO rpamyrpaHa MoOMIIEHa CUCTEMA.
6.10.2. UmxekTop, pbhYeH WIM  aBTOMaTWyeH, ¢ kamamuter ot 100  pl

6.10.3. Dupont Protein Plus-konona (abmkuba 25 cM., ¢ BbrpemeH guamersp ot 0,46
CM.) WM €KBHBAJICHTHA INHUPOKO-TIOPECTa KBAapIOBa KOJOHA C oOpatHH (a3m.

6.10.4. TepmocraTtuuna xononHa neuy npu 35 + 1 °C.

6.10.5. UV gerekTop ¢ mpoOMEHINBA AbKHHA HA BBJIHUTE, IO3BOJISBAI HM3MEPBAHUS IPU
210 nm (ako € He0OX0AUMO, MOXKE J1a ObJIC U3IMOJI3BAHA MO-TOJISIMA TBJDKMHA HAa BHJIHHUTE
1o 220 nm), ¢ ayBcTBUTEeNHOCT OT 0,02 A.

6.10.6. UuTerparop, C BB3MOXHOCT  3a ,valley-to-valley” WHTETpaIus.
(1) CupumHara cypoBaTka Ha TIpaX CbhC CTaHJAPTEH ChCTaB MW IOANPABEHOTO
obe3macieHo MiIsiko Ha mpax ca HanmumuHu oT NIZO, Kernhemsewer 2, m.x. 20 — NL-
6710 BA Ede. Cpmo Taka, morar na ObAaT H3MOJ3BAaHMU IPAxoBe, KOUTO JaBat
€KBUBAJICHTHU pe3yJITaTu Ha npaxoBere Ha NIZO.

beneacrka: OyHKIMOHUPAHETO HA KOJIOHATA HA CTallHA TEMIIEpaTrypa € Bb3MOXHO, IpU

YCJIOBHE Y€ CTallHaTa TeMIIepaTypa He ce€ OTKJIOHsBa moBeue oT 1 °C, B MPOTUBEH cllydaii
Ce MoJIy4yaBa IPEKaIeHo roaMo BapupaHe BbB BPEMETO Ha 3anasBane Ha GMP

7. B3emaHe Ha npoou

7.1. TIlpoOute TpsiOBa na ce B3eMaT B CHOTBETCTBHE C MpOIEAypaTa, yCTAHOBEHA B
MexayHapoaeH ctanaapt ISO 707. bpxaBuTe-uleHKH, obaue, MOrat Ja H3MON3BaT
JIpYT METOJ 3a B3€MaHe Ha MPOOH, TP YCIOBHUE Y€ TOU € B ChOTBETCTBUE C MPUHIIUITUTE

Ha ropeynomMeHarus ctranaapT.

7.2. TlpoOata ce cbhxpaHsBa MPHU YCIOBUS, KOUTO U3KIIIOYBAT BCIKAKBO YBPEX/IaHE WIH
IIPOMsIHA Ha ChCTAaBA.

8. Ilpouenypa

8.1. IloaroroBka Ha TecToBaTa rpoda

MIISIKOTO Ha TIpax ce MPeXBBPIsS B ChJ, CHAOMIEH C YIIBTHEH Kalak U ¢ BMECTHUMOCT,
KOSITO € OKOJIO JiBa IbTH oOeMa Ha npaxa. ChIbT ce 3aTBaps BeaHara. MIsKoTo Ha Tpax

CC CMECBa ;[06pe Ype€3 MHOI'OKpaTHa HHBCPCUS HA CbA.

8.2. TecroBa no3a
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2,00 £ 0,001 g or TecroBata mpoba ce m3MepBar B IieHTpodykHa TyOa (6.2) wiam
noxosiia yrrbTHeHa koaoa (50 ml).
8.3. OrcTpaHsBaHe HA Ma3HUHU M IPOTCHHU

8.3.1. 20 g Tomra Boma (50 °C) ce nobaBar kM TecToBara no3a. [IpaxbT ce pa3TBaps
ype3 paskiiallaHe 3a neT MUHYTH uiad 30 MUHYTH- B Cily4aidl Ha KHMcela MbTEHULA, IpU
M3MOJI3BaHE Ha MeXaHWuyeH MeHKbp (6.3). ChabT ce mocTaBs BBB BoAHA OaHs (6.9) u ce
ocTtaBs Aa ce perynupa a0 25 °C.

8.3.2. 10,0 ml pa3TBOp Ha TpUXJIOp-oLeTHA KUcearHa ce nobasst npu 25 °C (5.1) 3a aBe
HENPEeKbCHATH MUHYTH, KaTO B CBHIIOTO BpeMe ce ObpKa C IMOMOINTAa HA MarHUTHATa
obpkanka (6.4). CpabpT ce mocTaBs BB BoaHa OaHs (6.9) u ce octaBs 3a 60 MUHYTH.

8.3.3. IlpobGara ce uentpodyrupa npu 2 200 g (6.2) 3a 10 munytu nim ce guiarpupa
npe3 xaptusi  (6.6), karo ce orcTpaHsBar mbpBUTe S5 Ml or  ¢unrpara.

8.4. Xpomarorpadcko onpenensiHe

8.4.1. UsbpumBa ce HPLC-ananus, xakto e ommcan B mpuioxenue XVIII. Axo e
IIOJIy4EH OTpHULATENIEH pe3yiTar, aHajJu3upaHaTa 1npoda He ChAbpiKa CyXO BEIIECTBO Ha
CUpHIIHA CYpOBaTKa, KOETO MOXE Jla CE OTKpHE. AKO pe3ylTarTbT € IOJIOKUTENEH, CE
npunara HPLC-miponienypa ¢ oOpataHu (asu, Kakto € omucana no-zoiy. Hamuauero Ha
KHCella MbTEHHIIa Ha Ipax MOXKE Ja He NMPUYMHM (DaTIIUBU MOJOKUTEIHU PE3YJITaTH.
HPLC-metoasT ¢ 00paTHU (a3u U3KII0YBA Ta3H Bh3MOKHOCT.

8.4.2. Tlpemu w3BbpmBaneTo Ha HPLC-anammsa ¢ oOpaTHM (a3u, yclaoBHATa Ha
rpagueHTa Ou cienBaio ga ObaaT ONTUMHU3HMpaHU. Bpemero Ha 3ama3zBaHe oT 26 + 2
MuHyTH 32 GMP, € onTHManHo 3a CHCTEMHUTE Ha IPaJMeHTa ¢ 00eM Ha paboTa OT OKOJIO

6 ml (o6eM OT ToukaTa, B KOSATO pa3peiuTenTe Ce ChOMparT ¢ o0emMa Ha MpbhCTeHA Ha
MH)KEKTOpa, BKIIOUNTENHO). CUCTEeMUTE Ha IPajIueHT ¢ Mo-MalbK 00eM Ha paboTa (Harp.
2 ml) 6u cneaBato 1a U3MOI3BaT 22 MUHYTH KaTo ONTHMAJTHO BPEME 3a 3ara3BaHe.

Bsemar ce pastBopu Ha crtanmaptHu npodu (5.4) u Ha craHmaptHu npodou ¢ 50%
CHpHUIIIHA CYypOBaTKa.

100 pl cynepnarant unu ¢unrpar (8.3.3) ce nnxexkrupar B HPLC-anapatypara, kosato
(yHKIIMOHMpA MPHU YCIOBUTA HA TPAJAMEHTA, 1aJieH B Tabnuna 1.

Taoauna 1
VYcnoBus Ha rpajiMeHTa 3a ONITHUMHU3HpaHe Ha Xpomarorpadusra

Bpeme Crpys 0 .
(MUHYTH) (ml/mMunyTH) HA % B KpHBa
Hauano 1,0 90 10 *

21 10 60 40 lin
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32 1,0 10 90 lin
37 1,0 10 90 lin
42 1,0 90 10 lin

[Ipu cpaBHsABaHETO Ha JBETE XpoMaTorpaMd OW CleABajlo J1a Cc€ OTKpHE
MECTOHAX0XIeHUETO Ha nuka Ha GMP A

Upe3 wm3nom3BaHe Ha ¢opmysara, JajeHa Io-I0Jy, MOXe Jaa ObJe HM3YHCICH
IbPBOHAYAITHUAT CHCTAB HA PA3PEOUTENsA, KOWTO IIEe C€ U3IMOJI3Ba 32 HOPMATHHS
rpanueHt (Bux 8.4.3):

%B=10—2,5+ (13,5 + (RTgmpA — 26)/6)*30/27
%B=7,5+ (13,5 + (RTgmpA — 26)/6)*1,11

KbJIETO:
RTgmpA: Bpemero 3a 3anassane Ha GMP , B TeCTOBMS TpaJUENT,

10: mppBoHavamHUATY B HA TECTOBUS TpaUCHT
2,5:% B Ha nmonoBuHata BpeMe MUHYC% B mbpBOHAYaIHO B HOPMAJIHUS TPATUCHT
13,5: monoBuHaTa BpeMe Ha TECTOBUS I'PAJAUEHT

26: u3McKBaHO BpeMe 3a 3anassane Ha GMP

6: CbOTHOLIEHNE Ha HAKJIOHUTE Ha TECTOBUS M HOPMAJIHUS TPATUCHT
30:% B nepBoHavanHo MuHyc% B mipu 27 MUHYTH B TECTOBUS TPaIUCHT
27: BpeMe Ha TEeCTOBUSI IPAUEHT.

8.4.3. AHanu3 Ha pa3TBOPU Ha TECTOBU NMPOOH

100 pl Touno m3mepeHn cymnepHaTaHT win ¢untpar (8.3.3) ce MHXKEKTUpa B amaparypa
HPLC, ¢yukimonupaina npu ctpys ot 1,0 ml exroenten pasteop (5.2) 3a MunyTa.
CbcTaBbT Ha €MIOGHTAa B HAYaJOTO Ha aHaiM3a ce moiydaBa cbriacHo 8.4.2. Tou
obuyaitHo e 61m3Kko 10 A:B = 76:24 (5.2). HenocpeacTBeHo ce crapTupa HHKEKTUPAHETO
Ha JJUHEapeH TPaJueHT, KOeTo pe3yntupa B 5% mo-Bucok npotieHT Ha B cnen 27 MuHyTH.
BriocnenctBue ce crapTupa JUHEApeH I'pajJieHT, C KOMTO ChCTaBbT Ha ENIOCHTA CTaBa
90% B 3a met MmuHyTH. T0O31 CHCTAaB Ce MOIABpPXKA 3@ IMET MUHYTH, CIIE] KOETO ChbCTAaBbT
ce MPOMEHs 4pe3 JIMHeapeH I'PaJHeHT 3a MeT MUHYTH KbM I'bPBOHAYAIHUS ChCTaB. B
3aBHCUMOCT OT BBTPEHIHHS 00eM Ha TOMIIEHAaTa CHCTEMa, CIIEIBAIIOTO WHXKEKTUpaHE
MoKe J1a Ob/ie HampaBeHo 15 MUHYTHU Clie/l TOCTUTaHETO Ha MIbPBOHAYAIIHUTE YCIOBHUS.

benexcku:
1. Bpemero 3a 3ama3BaHe Ha IJIMKOMakponenTujaa Ou cieisBaio aa Obae 26 + nBe
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MuUHyTH. ToBa MOXe Ja ObJe IMOCTUTHATO Ype3 BapUpaHE HA IIbPBOHAYAIHUTE H
KpallHUTE yCIIOBHS Ha IIbPBUs TpagueHT. Paznukara, obaue, B % B 3a mbpBOHauanHuTe u
KpailHUTE YCIIOBHSI Ha ITbPBUS IPAUEHT, TpsOBa 1a octaHe 5% B.

2. Emoenture Ou cineaBaiio Ja ObIaT JerasupaHd B JOCTAThYHA CTEIICH M JIa CE 3ara3siT
TakuBa. ToBa € ChIICCTBCHO 3a HAIICKHOTO (DYHKIMOHMPAHE HA ITOMIICHATa CHCTEMa Ha
rpaguedTa. CTaHIapTHOTO OTKIOHEHHE Ha BpEeMETO 3a 3ama3BaHe Ha muka GMP Ou
cinenBaiio aa 6bae mo-mManko ot 0,1 munytu (n = 10).

3. Bceku et npo6u Ha pedepenTHaTa rpoda (5) Ou crensano aa ObaT HHXCKTHPAHU U
W3MOJI3BaHU 32 U3YUCIIIBAHETO HA HOB KoeduiueHt Ha Biusiaue R. (9.1.1).

8.4.4. Pesynrarute oT Xpomarorpadckus aHanu3 Ha TectoBarta npoda (E) ce momyyasar
noxa ¢opmara Ha xpomarorpama, B koaro nukbT GMP ce uaentuduuupa upe3 BpemMeTo
3aras3BaHe OT OKOJIO 26 MUHYTH.

Wuterpatopst (6.40.6) aBTOMaTuyHO W3uucisBa BucounHata H na nmuka GMP. BB
BCSIKa XpoMaTtorpama Ou ciieiBajio fa ObJie MPOBEPSBAHO OCHOBHOTO MECTOIOJIOKEHHUE.
AHanu3bT WIM HMHTErpanusita OW cieaBaio 1ga ObJaT MOBTOPEHH, aKO OCHOBHOTO
MECTOTIOJIOKEHUE € OMIIO OTPEAETICHO HETIPABHITHO.

CeplecTBEHO € Ja ce H3Cle[Ba MOSBSIBAHETO HA BCAKA Xpomarorpama Mpeau
KOJMYECTBEHOTO THJKYBAHE, C OIJIE] J1a CE OTKPHUAT BCSKAKBU OTKJIOHEHHUS, KOUTO Ce
IBIDKAT WM Ha HENMPaBWIHOTO (YHKIIMOHUpaHE Ha amapaTypaTa WU Ha KOJOHAaTa, WU
Ha [POU3X0/a U €CTECTBOTO Ha aHAIM3MpaHaTa Ipoda. AKO MMa CbMHEHHE, AaHAJTU3BT Ce
MOBTapAL.

8.5.  Kanubpupane

8.5.1. Ilpouenypara, omucana B Touku 8.2 - 8.4.4, ce mpuiara ¢ TOYHOCT 3a
crangaptaure npodu (ot 5.4.1 1o 5.4.2).

W3non3Bar ce MpsCHO MPUIOTBEHH pa3TBOpH, Thl kaTo GMP ce ynumoxasa B 8 %-Ha
TPUXJIOP-OLIETHA cpefia Ha cTaifHa Temmneparypa. [Ipu 4 °C pa3TBOpBT OcTaBa CTaOWICH
3a 24 yaca. B cinyuail Ha OBATM aHAJIMTUYHU CEPHUM, € JKENATEJIHO B aBTOMATUYHMS
MHXEKTOp Ja Cce U3I0JI3Ba KOPUTO € OXJa/ieHa mpooba.

beneorcka: Touka 8.4.2. moxe na Obae mpomycHara, ako% B npu nbpBoHauamHUTE
YCIIOBUS € U3BECTEH OT MPEAXOAHH aHAIM3H.

Xpomarorpamara Ha pedepeHTHaTa npoba (5) Ou cineaBasio na ObJe aHAJOTMYHA Ha
¢urypa 1. B Tazu ¢purypa, nuksr GMP , ce npeamecTsa oT 1Ba MalKy Iuka. BaxHo € na

ce TOJTy4H MOJ00HO OT/IETISTHE.
8.5.2. Tlpemn xpomartorpadckoTo oOmpenensHe Ha mpoodute, ce wmkektupa 100 pl

cTaHJapTHa rmpoba 6e3 cupuirHa cyposartka (0) (5.4.1).

XpOMaTorpaMaTa He Ou CJICABAJIO Ja IMOKa3Ba MWK BBB BPEMECTO 3a 3alla3BaHC Ha IMHUKa
GMP,.

8.5.3. Koedurmenture Ha BnusiHEe R ce onpenensT upe3 HHKEKTHpaHE Ha CHITUS 00eM
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¢unrpatu (8.5.1), u3non3Banu 3a MpooOuUTeE.

9. M3pa3siBaHe Ha pe3y/ITATHTE

9.1. Meron 3a u3uuciABaHe u Gopmyia

9.1.1. M3uucnsBane Ha KeuuueHTa Ha BIUsHUE R:
nuk GMP: R = W/H

KBAETO:
R = xoedunment na pnmusaue Ha nuka GMP

H = Bucounna na nuka GMP

W = Konu4ecTBOTO CypoBaTKa B CTaHIapTHATa mpoda (5).

9.2. U3uucnsgBaHe HA MPOLIEHTA HA CHPHIIHA CypOBaTKa Ha Mpax B mpobara:
W(E) =R xH(E)

KBJCTO:
W(E) = nporiert (m/m) cupuniHa cypoBaTka B mpoodara (E).

R = koedunuent Ha Biusaue Ha muka GMP (9.1.1)

H(E) = Bucounnara na nuka GMP na npobara (E)

Axo W(E) e mo-ronamo ot 1% u pasznukara MexIy BpeMETO 3a 3ala3BaHe M TOBa Ha
cTaHzapTHarta mpoba (5) e nmo-manka ot 0,2 MUHYTH, TO TOTaBa € HAJIHUIIE CYXO BEIIEeCTBO
Ha CHpUIIHA CypOBaTKa.

9.3.  TouHocT Ha mporeAyparTa

9.3.1. TloBTopsiemoct

Paznukata OT pe3ynTaTUTe Ha JIBE ONPEACISHHS, WU3BBPIICHH €AHOBPEMEHHO WIH
MOCJIEZIOBATEIHO €AHO CJIE] IPYro OT €IUH M ChIl aHaIM3aTOp M IMPH HU3IOJI3BAHE Ha

ChIIIaTa anaparypa BbpXy HJICHTUYEH TECTOBH MaTepual, He Haasumasa 0,2% m/m.

9.3.2. Bwb3npousBexaaHe
Bce o1ie He € onpeneneHo.

9.3.3. JluneapHoct

IIpu 0 mo 16% cupuiiHa cypoBaTka OW cienBajo Ja ce MOJY4YH JIMHEHHAa Bpb3Ka C
Koe(uueHT Ha kopenauus > 0,99.
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9.4. TenkyBane

9.4.1. Cuura ce, ue cypoBaTKa € HaJMIlEe, aKO PE3yITaThT, IOJy4YeH B Touka 9.2, e mo-
BHUCOK OT 1% m/m u BpemeTo 3a 3ama3BaHe Ha nuka GMP ce pasnnuaBa ¢ Mo-majiko ot
0,2 MuHYTH OT TOBa Ha craHaapTHara npoba (5). ['panumara or 1% ce ompenens B
CBHOTBETCTBHUE C pa3nopenoute Ha Touku 9.2 u 9.4.1 Ha npunoxenue V KpM Periiament
(EMO) Ne 625/78.
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IIPHJIO’KEHUE XX
(Ynen 14)

OBE3MACJIEHO MJISIKO HA TTPAX: KOJIMYECTBEHO OIIPEJEJISIHE HA
OOCOPATUINUJICEPUH U ®OCPATUJIETAHOJIAMUH
HPLC-metoa ¢ 00bpHaTu ¢ga3u

1. Iles1 1 MPUJIOAKHO TOJIE

MeToabT OnucBa mpoleaypa 3a KOJIMYeCTBeHO onpenensae Ha hocdatuaunceput (PS) u
dbocharununeranonamun (PE) B o6e3amacneno misiko Ha mipax (SMP) u e moaxomsmy 3a
OTKpHBaHE Ha CyXO BEUIECTBO HAa MbTeHHLIa B SMP.

2. lepuHuius

PS +PE cwabpxanue: ¢pakius Maca Ha onpeenieHaTa CyOCTaHIIMs Ype3 U3MOI3BaHE Ha
omnpezeineHaTa  Ipoleaypa. PesyarareT € u3pa3eH  Karo MUJIMTpama
dbocharununeranonamun qunaamuron (PEDP) 3a 100 g mpax.

3. [IpuHIUAN

ExcTpakt Ha amMmuHOPOCHOIUIHIN C METaHOJ OT MJISIKO Ha IMpax C MPOMEHEH CBhCTaB.
Omnpenensiue Ha PS u PE kxaro o-drammmangexun (OPA) mpousBoguu ype3 HPLC c
obpatHn ¢asu u (QayopecueHTHO OTKpuBaHe. OmpenensiHe Ha KOJMYECTBOTO HAa
cpabpkanueto Ha PS u PE B TecToBara mpoba upe3 mo30BaBaHe Ha CTaHIapTHA Mpoda,
ChABprKaIla MNo3HaTO KosmuectBo PEDP.

4. PearenTn

Bceuuku pearenTu TpsiOBa 1a ObaT C MPU3HATO aHATTUTUYHO KayecTBO. Boyiara TpsadBa ga
€ JIECTUIMpaHa WK C Hali-MaJIKo €KBUBAJIEHTHA YHCTOTA, aKO HE € OMPEEIIEHO JIPYTO.
4.1. Cranpapren Matepuan: PEDP, mnail-manko 99% uucto chbabpkaHue
beneorcka: CrannapTHUST MaTepuan TpsOBa na Oblae cbxpassBan npu — 18 °C.
4.2.  PeareHTtu 3a cTaHgapTHa Mpoda M MOATOTOBKA HA TecToBarTa mpoda

4.2.1. Meranon 3a HPLC

4.2.2. Xmopodopm 3a HPLC

4.2.3. TpuntaMuH-MOHOXHIIPOXIIOPHT

4.3.  PearenTu 3a o-QTanIuanIexu IepUBaTH3AINS

4.3.1. Harpues xunpokcum, 12 M-BoneH pa3TBop

4.3.2. bopna xucenuna, 0,4 M-BomeH pastBop, peryiupad ao pH 10,0 ¢ Harpues
xuapokeun (4.3.1)
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4.3.3. 2-MepKanToeTaHOJ

4.3.4. o-pranmguangexun (OPA)

4.4, HPLC-orMuBaImm pa3peauTenn

OTMmuBanmTe pazpenuTenu TpsOBa na ObJaT MPUTOTBEHU Ype3 U3IOJI3BaHE HA pearcHTH
3a HPLC.

4.4.1. Bomasza HPLC

4.4.2. Meranon ¢ pyopuTMETHYHA TECTBAHA XOMOTE€HHOCT
4.4.3. Terpaxugpodypan

4.4.4, Harpues nuxuaporex gocdar

4.45. Harpues anerar

4.4.6. OuerHa KUcelIrHA

5. Anmaparypa

5.1. AHanuTHyHa Be3HA

5.2.  Bexeposu yamru ¢ 0dem ot 25 u 100 ml

5.3. Kankomepu ¢ obem ot 1 u 10 ml

5.4. MarauTtHa ObpKaiKa

5.5. I'pagyupanu kamkomepu ¢ obem ot 0,2, 0,5 u 5 ml
5.6. U3mepurennu konbu ¢ odem ot 10, 50 u 100 ml
5.7. CripunuoBku ¢ o6em ot 20 u 100 pl

5.8. Ynrpa3BykoBa OaHs

5.9. Llentpodyra, pynkmnuonupamia mpu 27 000 xg
5.10. Ornenanuu cTpKia ¢ 06em ot okoso 5 mi

5.11. I'pagyupan mumHIBp ¢ 00em ot 25 mi

5.12. pH-meTBp
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5.13. O6opynsane 3a HPLC

5.13.1. I'pagueHTHA [TOMIIEHA CHCTEMA, C BB3MOKHOCT J1a GyHKIroHupa mpu 1,0 ml/min
npu 200 bar

5.13.2. ABToMaTuyeH ypeJ 3a B3eMaHe Ha IPOOU C B3MOXHOCT 3a JepUBaTH3ALIUS
5.13.3. Iloarpesaten 3a KojaoHH, noctaseH mpu 30 °C

5.13.4. ®nyopecueHTeH AETEKTOp, mocTaBeH mpu 330 nm enexkTpu3anus Ha JIbJDKUHATA
Ha BbJHaTa ¥ 440 nm eMucHs Ha IBJDKHHATA HA BhJIHATA

5.13.5. Unrerparop miu copryep 3a 00paboTKa Ha JaHHH, ¢ Bb3MOXKHOCT 3a U3MEPBaHEe
Ha [MUKOBUTE MTOBBPXHOCTH

5.13.6. Lichrosphere-komona — 100 (250 x4,6 mm.) uix €KBUBAJIEHTHA KOJOHA, 0OBUTA
c okraaemwicuian (C 18), ¢ pasmep Ha yacTUIIUTE OT 5 um

6. B3emane Ha npoou
B3emanero Ha mpoOu TpsiOBa na ce u3BbpiBa B cboTBeTcTBHE ¢ IDF crangapt 50B:1985.

7. IIpouenypa
7.1. IlpuroTBsiHe Ha BBTPEIIHUS CTAaHIAPTCH Pa3TBOP

30,0 = 0,1 mg TpunTamuH-MoHOXIOpXUApPAT (4.2.3) ce mpererns B 100 ml usmepurenna
konba (5.6) u ce monuBa J0 MapkupoBkara ¢ metanon (4.2.1). Kamsa ce 1 ml (5.3) or
to3u pa3rBop B 10 ml m3mepurenna konba (5.6) u ce monmuBa 10 MapKHpOBKara C
MetaHon (4.2.1), c ornen na ce nonyuu 0,15 mM TpuntaMrHOB KOHLIEHTpAT.

7.2. IloaroToBKa Ha TECTOBUS Pa3TBOP

1,000 £ 0,001 g Ha SMP-npobara ce u3mepsa B 25 ml 6exeposa uama (5.2). Jlobass ce
10 ml mectunupana Boga mpu 40 °C ¢ kamkomep (5.3) u ce pa30ObpKBa C MarHUTHA
Oobpkanika (5.4) 3a 30 MuHYyTH, 32 Ja ce Pa3TBOPAT BCHUKU Oyduku. OT MISIKOTO C
npomeHeH cberaB ce kamBat 0,2 ml (5.5) B 10 ml usmepurenna xonba (5.6), m1o0aBs ce
100 pl ot 0,15 mM tpuntamunoB pa3teop (7.1) upe3 u3non3BaHeTo Ha HHKeKuus (5.7) u
ce gonmuBa 10 obema ¢ metaHon (4.2.1). CmecBa ce BHUMATEIHO C MHBEPCUS U Ce
M3BBPIIBA JUCTIEPCHs C TIOMoIITa Ha yaTpa3Byk (5.8) 3a 15 min Lientpodyrupa ce (5.9)
mipu 27 000 x g 3a 10 MUHYTH U CyIIEpHATAHTHT ce chOUpa B cThKIIEH ¢uiakoH (5.10).

benexcka: Pa3TBOpbT Ha TecToBaTa mpoba Ou cieaBano na 0vae chxpansBan mpu 4 °C,
nokato ce u3Bbpin HPLC-ananus.

7.3. IloaroroBka Ha BBEHIIHMS CTaHIAPTEH Pa3TBOP

55,4 mg PEDP (4.1 ) ce usmepsar B 50 ml usmepurenna (5.6) u ce qobasst oxoso 25 ml
xsopodopm (4.2.2) karo ce u3non3Ba rpaayupad uuiauHabp (5.11). 3aTBopenara konda
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ce 3arpaBa 70 50 °C u ce cMecBa BHUMAaTENHO JokaTto ce pa3tBopu PEDP. Konbara ce
oxnaxnaa 1o 20 °C, 06embT ce qonuBa ¢ metanou (4.2.1) u ce cmecBa ¢ uaBepcus. Kamnsa
ce 1 ml

(5.3) or To3u pastBop B 100 ml usmepurenna konba (5.6) u ce monmBa g0 obema C
metanoi (4.2.1). Kana ce 1 ml (5.3) ot To3u paztBop B 10 ml usmeputenna xoubda (5.6),
no6ass ce 100 ul (5.7) ot 0,15 mM tpuntamuroB paztBop (7.1) u 06emMbT ce goauBa ¢
Metanoin (4.2.1). CmecBa ce upe3 HHBEPCHS.

beneoicka: Pa3TBOpBT HA cTaHmapTHaTa mpoba Ou ciensano na ce chxpanssa mnpu 4 °C,
nokaro ce u3pbpiii HPLC-ananus.

7.4. [loarotoBka Ha AepUBaTU3UPAIIUS PEAreHT
25,0 = 0,1 mg ot OPA (4.3.4) ce usmepBa B 10 ml usmepurenna konba (5.6), 106aBst ce
0,5 ml (5.5) meranon (4.2.1) u ce cMecBa BHUMATEINHO, 3a J1a ce pastBopu OPA. JonuBa
ce JI0 MapKHpOBKaTa C pa3TBop Ha OopHa kucenuHa (4.3.2) u ce mo6ass 20 ul ot 2-
MOHOTHOTIHKOIM (4.3.3) upe3 cnpunIioBka (5.7).

beneoicka: JlepuBaTusupaiiusar peareHt Ou cieaBanio aa Obae cbxpaHsBad mnpu 4 °C B
ThMEH ()JIaKOH; TOH € TO/ICH e/IHA CeIMHUIIA.

7.5.  Omnpenensne upes HPLC
7.5.1. OrMmuBaum pazrsopurenu (4.4)

paztBoputen A:

paztBop Ha 0,3 mM MoHoHatpueB Qochar u pa3TBop Ha 3 mM HaTpueB aierar
(perynupan n0 pH 6,5 ¢ onerHa kucennHa): MeTaHON: TeTpaxuapodypan = 558:440:2
(VIVIv)

pastBoputen B:

METaHOJ

7.5.2. IlpennoxeH OTMUBAI IPAHEHT:

Bpeme (Min) ?;:)TBOPHTCH A I();:)TBOP urenr B ctpys (ml/min)
[IspBoHauvamuo | 40 60 0
0,1 40 60 0,1
5,0 40 60 0,1
6,0 40 60 1,0
6,5 40 60 1,0
9,0 36 64 1,0
10,0 20 80 1,0
11,5 16 84 1,0
12,0 16 84 1,0
16,0 10 90 1,0
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19,0 0 100 1,0

20,0 0 100 1,0

21,0 40 60 1,0

29,0 40 60 1,0

30,0 40 60 0

beneoicka: OTMHBaIIMAT TPAJMEHT MOXeE J1a U3UCKBA JieKa MOAu(UKaLus, C OrJie] 1a

ce MOCTUTHE Pa3TBapsSHETO, MOKa3aHO BbB ¢urypa 1.
Temneparypa Ha kosionara: 30 °C.

7.5.3. O6em na ummxexktupane: 50 pl mepuBatusupam peareHT u 50 pl pastBop Ha
npobara.

7.5.4. PaBHOBecue Ha KOJIOHATa

CucreMara ce crapTHpa eXeIHEBHO, KojloHaTa ce obmuBa cbe 100% pasztBoputen B 3a
15 munyTH, cien ToBa ce HacTpoiBa Ha A:B= 40:60 u ce 6anancupa npu 1 ml/min 3a 15
MHUHYTH. Upe3 HHKEKTUpaHeTO Ha MeTaHo (4.2.1) ce u3BbpIlBa Ipa3Ha Cepusl.

benexcka:  Tlpeaum — ABITOCPOYHO — ChXpaHEHHE, KOJOHAaTa ce  00JMBa ¢
metanoi:xsopodopm = 80: 20 (v/v) 3a 30 MuUHYTH.

7.5.5. OmpenensHe Ha chabpxkanuero Ha PS + PE B TecToBara npoba

7.5.6. V3BBpIHIBa CE€ MOCIEAOBATEIIHOCTTA OT XPOMATOTPaPCKH aHAIN3H, KaTO BPEMETO
OT cepusi JO Cepusi c€ MOAIbpKa KOHCTAHTHO, C OIVIeJ Ja C€ IMOJy4yaT KOHCTAHTHU
BpEMEHa Ha 3ama3BaHe. BbHITHUAT cTaHgapTeH pa3TtBop (7.3) ce MHKEKTUpa Ha BCEKHU 5-
10 pa3TBOpH Ha TeCTOBHUTE MPOOH, C OTJIE] Ja ce OIIeHH KOe(DUIIMEHTHT Ha BIHSHHE.

beneorcka: Kononara tpsbBa na Obae mnouucrteHa upe3 oOauBaHe cbec 100%
pastBoputen B (7.5.1) 3a nait-manko 30 muayTH Ha Beeku 20-25 cepun.

7.6. Merox Ha HHTETpUPaAHE

7.6.1. PEDP-muk
PEDP ce ormMuBa karo €IMHCTBEH NUK. [IOBBpXHOCTTAa Ha IHMKa CE€ ONpPENENs 4pe3
,valley-to-valley” unrerparus.

7.6.2. TpuntaMHHOB MK
TpunrtamMuHBT ce OTMHBA KaTo eqUHCTBEH muK (purypa 1). [loBbpXxHOCTTa Ha MUKa ce
ompenens upes ,,valley-to-valley” nnrerpanus.

7.6.3. TI'pynu Ha mukose PS u PE

CwrinacHo onucanute ycinoBus (¢urypa 1), PS ce orMuBa kaTo 1Ba OCHOBHU YacTHUYHO
HEpa3TBOPEHU TMHKa, MPEIIECTBAaHU OT Mo-MainbK UK. PE ce oTMuBa kato Tpu OCHOBHH
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4aCTUYHO HEpa3TBOpeHM muka. Omnpenens ce Isiara MOBBPXHOCT HAa BCsAKa rpyma
IIUKOBE, KaTo ce (pUKCHpa OCHOBHATA JIMHUSA, KAKTO € OTUYETEHO BbB (hurypa 1.

8. M3uncasiBaHe U U3pa3siBaHe HA pe3yJITATHTE
Coavpxanuero Ha PS u PE B TecToBaTa mpo6a ce u3uncisBa, KakTo Cie/Ba:

- AL
C=55,36 x 42 x

KBJIETO:

C = coappkanueto Ha PS unu PE (mg/100 g npax) B TecroBara mpoda

A 1 = PEDP nukoBa MOBBPXHOCT Ha pa3TBOpa Ha cTaHmapTHara mpoda (7.3)
2 = PS win PE nmmkoBa mOBBPXHOCT Ha pa3TBOpa Ha cTaHaapTHara mpoba (7.2)
TPUINITAMUHOBA NMHUKOBA MOBBPXHOCT HA pa3TBOpa Ha cTaHAapTHara mpoda (7.3)

A
T
T TPUNTAMMHOBA IMHMKOBAa MOBBPXHOCT HAa pazTBopa Ha TecTtoBata mpoba (7.2).

1 =
2 =
9. MpenusnocT

beneocka: CtoliHOCTUTE 3a MOBTOPSEMOCT OsiXa M3YHMCICHH B ChOTBeTCTBHE ¢ IDF

1
MexayHapoaeH cTanaapT (). Bpemennara rpaHuiia 3a cpaBHEHHE O€ HW3YHUCIICHA B
CHOTBETCTBUE C TMpoleAypaTa, ompeaeineHa B mnpuiox enue III, OykBa 0) kbM
HACTOAIIOTO.

9.1. IloBTopsiemocT

OTHOCHTEIHOTO CTaHIAPTHO OTKJIOHEHHE Ha IMOBTOPSEMOCTTa M3pa3siBa BapUPAHETO Ha
pe3yaTaTuTe Ha HE3aBUCUM AHAIWTUYEH aHalu3, MOJYYEHH OT ChILIUS ONepaTop upes3
W3IIOJI3BaHE Ha ChIaTa armaparypa W TPU CHIIUTE YCIOBUS BBPXY CHUIMS TECTOBH
MaTepual B M B KpaTbK NEepuoJ OT BpeMe; He O clleABajio Ja ce HaJBHIIaBa
OTHOCHUTENHATa CTOMHOCT OT 2 %. AKO NpH Te3H YCIOBHS ca IIOJIyYE€HU JIBE
OIIpeJIeNIIHNS, OTHOCUTENIHATA pa3jivKa MEeXAy JABaTa pe3yiTara He Ou ciieaBaso Jia Obe
mo-rossiMa ot 6% OT CpeTHO apUTMETUYHATA CTOMHOCT Ha PE3yITaTUTE.

9.2. Bwo3npousBexIaHe

Axo 71Be ompesiensHMS ca MOJYy4eHH OT ONepaToOpH B Pa3IMyYHHU JIAOOPAaTOPUH Upe3
U3II0JI3BAHE HA pa3iMyHa amaparypa, IpU pa3IuYHU YCIOBHS 3a aHaIM3a HA ChLIMS
TECTOBU MaTepuall, OTHOCUTEIHATA pa3JInKa MEXAy JBaTa pe3yirara He Ou cienBajio Ja
0bae no-rosiMa oT 11% oT cpeqHO apUTMETUYHATA CTOMHOCT Ha pe3yJTaTUTe.

10. Mo30oBaBaHusn
10.1. Resmini P., Peller.rino L., Hor.enboom J.A., Sadini V., Rampilli M., ,,OtkpuBane

Ha CyXO BEIIEeCTBO Ha MbTEHHIIA B 00e3MacaeHo MJIsIKO Ha mpax upe3 HPLC-onpenenste
Ha KOJM4YECTBOTO Ha amuHopochommmuan.” Sci. Tecn. Latt.-Cas., 39,395 (1988).

1
() Mexnaynaponen IDF crammapt 135B/1991- Misko W MJICYHU TPOAYKTH.
XapakTepUCTUKU Ha MPELUU3HOCTTAa HA aHAIUTUYHU MeToau. OnucaHue Ha npoieaypara
3a CbBMECTHO M3CIIE/IBaHE.
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QGurypa 1: HPLC-momenm na OPA-mpousBomau Ha docharummicepun (PS) u
¢docharunauneranonamut (PE) B MeTaHOIOB €KCTPaKT Ha 00e3MacIeHO0 MIISIKO Ha Mpax ¢
poMeHeH cbcTaB. OTuMTa ce METONbT Ha MHTerpauus 3a nukosere Ha PS, PE nu
TPUINITAMUH (BBTPELIEH CTaHAPT).

b. mip.: Fluorescence (arbitrary units): ¢guryopecueHIus (Ipou3BOJIHA STUHUIIN)

32001R0213.doc - LITIP - pegakTupan



1IPHJIO’KEHUE XXI
(Unen 15)

OTKPUBAHE HA AHTUBUOTHUYHU U CYJIPOHAMUJIHU /JAIICOHOBHU
YTAUKHA B OBE3MACJIEHO MJISIKO HA TIPAX

M3non3Ba ce CKPUHMHT TECT 3a MHMKpOOEH aHTHOKUCIUTEN, u3noisBanl Bacillus
stearothermophilus var. calidolactis C953 karo TecTOB MHKPOOPraHH3bM, KOHTO €
JIOCTaThbUYHO YYBCTBUTEJIEH Ja OTKpuBa 4 Qg OeH3wIneHUIWIMH 3a Misko u 100 ug
cyndamerasud 3a MJIsIKO. Morar Ja 0bJaT M3M0JI3BaHU 00MYaliHUTE TECTOBE, aKO MMaT

1
HEoOX0JMMaTa YyBCTBUTEIHOCT 33 OCH3MINICHUIIWINH | cyindamerasuH ().

3a Tecrta ce U3Mo3Ba 00e3MacIieHO MIIIKO Ha Ipax ¢ mpoMeHeH cheras (1 g mpax + 9 ml
JnecTuinpana Boaa). TecTbT ce u3BBpIIBa, KakTo € onucano B IDF — Oronerun No
258/1991, paznen 1, rnaBa 2, uiu cbo0pa3HO UHCTPYKIIUUTE HA IPOU3BOIUTENS HA TECTA.

ITonmoxutenHure pe3yiITaTu cjieiBa 1a C€ ThJIKYBAT, KaKTO CJICABA:

1. TecTbT ce mMOBTaps ¢ O0OABSIHETO HA MICHUIIWINHA3A KbM TECTOBATa CUCTEMA!
Tonooxcumenen pesynimam: aHTHOKUCIUTEIHATA CyOCTaHIIUS HE MOXKE J1a ObJe OTKpUTA
4pe3 Ta3u Mpoleaypa.

Ompuyamenen pe3yimam: aHTHOKACIUTEITHATA CyOCTaHIUS € 3-TaKTaM aHTUOMOTHK.

2. TecTtbT ce moBTaps ¢ JAOOABIHETO HA P-aMHHOOCH30aTHA KHCEIMHA KbM TECTOBATa
cucTema:

Tonoocumenen pezynimam: aHTHOKUCIIUTEIIHATA CyOCTaHIIUS HE MOXKE J1a ObJie OTKpUTA
Ype3 Ta3u MpoLeaypa.

Ompuyamenen pezyaimam: aHTUOKUCTUTEIHATA CYOCTaHITUS € Cy(OHAMU/I/TATICOH.

3. TectbT ce moBTaps ¢ J00aBsHETO HAa MEHUIUIIMHA3A + P-aMUHOOEH30aTHA KUCEIHHA
KbM TECTOBaTa CUCTEMa:

Tonosicumenen pezyimam: aHTUOKUCITHTETHATA CyOCTAaHITUS HE MOXE J1a ObJIe OTKpHUTA
4pe3 Taszu Mpoleaypa.

Ompuyamenen pezyimam. aHTUOKUCIUTEITHATE CYOCTaHIINU ca [3-TakTaM aHTUOMOTHK U
cyn(poHaMH ]I/ AATICOH.

(1) Baowcno: Korato ce aHanu3upa o0e3MacieHO MISIKO Ha Mpax, Morar jga ObaaT
MoJIy4eH! (allluBy MOJOXKUTEIHU pe3yntatu. [lopaau ToBa, € BakHO Jla ce€ MPOBEPHU
Jamy  M3MO0JI3BaHaTa TECTOBAa CHUCTEMa HE TMpOM3BEeXAa (ANIIMBH  MOJOKUTEITHH
pe3yaTaru.
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IIPUJIO)KEHUE XXII
(Ynen 16)

KOJNYECTBEHO OIIPEJAEJIAHE HA OBE3MACJIEHO MJISIKO HA TIPAX B
CMECH OT XPAHUTEJIHA ITPOAYKTHU YPE3 EH3UMHA KOATI'YJIAIIUA
HA ITAPA-KA3EWH

1. Hen
KonnuecTBeno ompenensiHe Ha 00e3MaciieHO MJISKO HA Mpax B CMECH OT XPAHHUTEIHU
MPOAYKTH Ype3 €H3MMHA Koaryiaius Ha napa-Ka3euH.

2. O6xBar

To3u meTox ce mpuiiara 3a CMECH OT XPaHHTEIHU MPOJIYKTH, ChIbPKALIM Hal-MallKo
10% o6e3MaciaeHO MIIIKO Ha Tpax; HATMYHETO HA TOJIEMH KOJIMYECTBA MBTCHHIIA W/WITH
OIpeJIeIICHU HEMJICUYHH MTPOTECHHH MOJXKE J1a IOBEJIE 10 OTPEICICHN Bh3ICHCTBUS.

3. [IpyHIUN HA MeTOaA

3.1.  Pa3TBapsiHe Ha Ka3eMH, ChABPIKAI CE B CMECUTE OT XPAaHUTEIHHU HPOAYKTH, Upe3
€KCTpaKIIUsA C pa3TBOP HA HATPUEB LIUTPAT.

3.2.  PerynupaHe Ha KalneBO-HOHHATA KOHIEHTPAIMA 10 H3UCKBAHOTO HUBO, 32 J1a CE
yTau Mapa-Ka3euHbT; 1apa-Ka3euHbT ce J0OMBa OT Ka3eHH ype3 J00ABSIHETO Ha CUPHILIE.

3.3.  A30THOTO chABpPKaHME Ha yTalKkaTa OT Mapa-ka3zenHa ce onpezens upes3 Kjeldahl-
Merona, kakto € onucan oT IDF cranmapt 20A 1986; xonnuecTBOTO Ha 06€3MaCICHOTO
MJISIKO Ha Ipax ce M34YMCIsiBa Ha 06a3ara Ha MMHUMAJIHOTO ChIbpiKaHUE Ka3euH ot 27,5%
(Bux 9.1).

4. Pearentn

W3non3BaHuTe peareHTH TpsiOBa Jla ca ¢ aHAJIUTUYHO KadecTBo. M3mos3BaHara Boja
TpsiOBa Ja € JeCTH/IMpaHa WIN C eKBHBaJeHTHA yncToTa. C M3KIIIOYEHHE Ha CHUPHUIIETO
(4.5), BcMUKM peareHTH U pa3TBOpH TPsiOBa Aa ObaaT 6e3 a30THU CyOCTaHLIUU.

4.1. Tpunarpues uutpat kato nuxuapar (1% w/v paztBop).

4.2.  Kammues xnopun (ZM pasteop). 20,018 g CaCO; (¢ aHamuTH4HO KaueCTBO) Ce

M3MEpBAT B MOPIEIAHOB ChJ ¢ moaxoasmy pasmep (ot 150 mo 200 ml) unm B Gexeposa
yama. [TokpuBa ce ¢ qecTuirpaHa Boja U ce MPEXBBPIA B KU BogHa OaHs. baBHo ce
nobasst ot 50 mo 60 ml HCIl pasrBop (konmentp. HCl:Boga = 1:1), 3a ma moxe
KapOOHAaTBHT Aa ce pa3TBOpH HambiaHO. OCTaBs ce BBB BpsllaTa BoJHAa OaHs, JOKATO
CaCl, ce u3cymm, 3a na ce enumupa HCI, koiiTo He npenusBukBa peakuus. 3aegHo ¢

JecTunrpanara Boja ce npexBbpist B 100 ml u3meputenna koaba U ce paspexiaa o0
MapkupoBkarta. M3mepBa ce pH-cToiiHOCTTa, KOSTO HE TpsiOBa Aa Oble mo-Hucka ot 4,0.
PaSTBopT)T CC ChbXpaHsABa B XJIaAUITHUK.
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4.3.

0,1 N HaTpueB XUIPOKCHU/I.

4.4, 0,1 N xJ0pBOAOPOIHA KUCEIIMHA.

4.5. Teuno tenno cupuine (ctangapter cberaB 1:10 000). CrxpaHsBa ce B XJIaIUITHUK
ot 4 10 6 °C.

4.6. PeareHTH 3a KONMYECTBEHO OmIperensiHe Ha a30T B chorBercTBHE C Kjeldahl-
MeTojia, kakto € onucad B IDF crangapt 20A 1986.

5. Amnaparypa

O61mma tabopaTopHa amapaTtypa, BKIIOYBAIIA:

5.1. XaBaH WM XOMOT'€HU3ATOP

5.2. AHanuTHYHA BE3HA

5.3. Hacroana nearpodyra (ot 2 000 g0 3 000 rpm) ¢ 50 ml Tyou

5.4. MarnautHa 6bpkanka ¢ (ot 10 o 15 mm.) ¢ oTBoiHM manu

5.5.  Bexeposu yarm ot 150 10 200 ml

5.6. Konbu ot 250 u 500 ml

5.7.  Crpxienu pyHuu ¢ ruaMersp ot 60 1o 80 mm.

5.8.  Bwp3o ¢puntpupamm Guirpu ¢ xuamersp oT 150 mm. (S.S. 5892, S.S. 595 1/2)
5.9. Kankomepu c paznuiyHa HOMHUHATHA BMECTUMOCT

5.10. TepmocTaTuuHO KOHTpoJIMpaHa BogHa 6ans mpu 37 °C

5.11. pH metsp

5.12. Kjeldahl-ycrpoiicTBo 3a pa3TBapsiHe U IeCTUIIAINS, C TPUHAIICKHOCTH

5.13. 25 ml rpagyupana OropeTka

5.14. TInactmacoB ¢uiakoH 3a JeCTHJIMpPaHa BoJa

5.15. I[Imarymm OoT HEpPBXKIaeMa CTOMaHa

5.16. Tepmomerpu
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5.17. Ilem 3a u3cymaBaHe ¢ KOHTPOJIMPAHE HA TEMIIEpaTypara.

6. IIpouenypa

6.1. IloaroroBka Ha mpobata. Ot 10 g0 20 g oT mpobara ce cMWIa B XaBaHa WU CE
XOMOTEHH3Hpa B Mpecara, 3a Ja e MOJIyYd XOMOT'eHHA CMeC.

6.2. Pa3TBapsHe Ha MIIIKOTO Ha Mpax U OTIENIIHE HAa HEpa3TBOpUMAaTa yTalKa.

6.2.1. 1,000 £+ 0,002 g ot 10Ope XOMOTreHU3HPAHATA CMEC OT XPAHUTEIHU MPOAYKTH (6.1)
ce mpereryst aupekTHo B 50 ml menrpodyxkna Tyda. Jobasar ce 30 ml pastBop Ha
TpuHatpueB muTpar (4.1), koiTo e mpenaputenaHo 3arpsat npu 45 °C. CmecBa ce ¢
MOMOIITa Ha MarHUTHATA ObpKaJIKa 3a Hali-MaJIKO IeT MUHYTH.

6.2.2. 500 g (ot 2 000 10 3 000 rpm) ce uentpodyrupar 3a 10 MUHYTH U SICHUAT BOJECH
CYIIepHATaHT ce mpenuBa B Oexepoa vara ot 150 g0 200 ml, kato ce BHUMaBa 10 BpeMme
Ha TPeIMBAHETO Ja He ce 3aryOu HUKaKbB POHJIMB MaTepHal Ha THHOTO.

6.2.3. V3BbpumiBaT ce AONBJIHUTEIHM EKCTPAKIMU Ha yTalkara, B ChOTBETCTBHE ChC
chlllaTa MpoIeypa, KaTO EKCTPAKTUTE ce J00aBAT KbM II'bPBUTE.

6.2.4. Axo Ha MOBBPXHOCTTAa ce oOpa3zyBa CIIOW Ma3HHHA, CE€ OXJaXJa B XJIAJUITHUK,
JI0KaTO Ma3HUHATA CE BTBBPIU M TBBPAMSIT CJIOH C€ OTCTPAHSBA ChC IIMATYJIA.

6.3. KoarynnpaHe Ha Ka3€HH C CH3UMUTC Ha CHUPUIIIC.

6.3.1. Tlpu HenpekbcHATO pa30bpKBaHe, ce MPUOABsT Ha Kanku 3,4 Ml HacuTeH pa3TBoOp
Ha KamueB xyuopu (4.2) kbM o0mwmst BojgeH ekctpakT (okoio 100 ml). Perymupa ce mo
pH 6,4-6,5 ¢ pastBopu Ha NaOH (4.3) unu HCI (4.4). IloctaBsa ce B TepMOCTaTUYHO
KOHTposiupaHa BojaHa Oanst npu 37 °C 3a 15 no 20 MuHyTH, 32 Aa c€ MOJY4YH COJIEH
6ananc. ToBa ce u3passBa upe3 00pa3yBaHETO Ha JieKa I'bCTOTA.

6.3.2. TeunocTTa ce moctaBs B eqHa (wiu aBe) neHtpodyxuu Tyom u mpu 2 000 g ce
ueHtpogpyrupa 3a 10 MUHYTH, C orjex Ja ce OTCTpaHH YTaeHHUST MaTepual.
CynepHaTaHTBT ce MNpexBbpisi, Oe3 Ja ce W3MHBa CeIMMEHTa, B eaHa (WU JBeE)
LHEHTPOYKHU TyOH.

6.3.3. Temmneparypara Ha cynepHaTanta ce peryiupa oTHoBo no 37 °C. Ilpm
pa30ObpKBaHe Ha eKCTpakTa, ce mnpubaBaT Ha kKanku 0,5 ml Teuno cupumie (4.5).
KoarynmupaneTo ce moirydaBa 3a €JJHa WIH JBE MUHYTH.

6.3.4. [IpoGara ce BpbIa BEB BoJHATa OaHs M ce ocTaBs mpH Temmeparypa ot 37 °C 3a
15 munytu. I[Ipobata ce oTcTpaHsiBa OT OaHsATAa M Koaryiamusita ce MPEeKbCBa 4pe3
pazowspkBane. llentpodyrupa ce mpu 2 000 g 3a 10 muaytH. CymnepHaTaHTBHT ce

1
¢bunrpupa upes noaxoxsma ¢punrbpHa xaptus () (Whatman No 541 unu nogoGHa), kato
bunrhpHaTa XapTHSA Ce 3ama3Ba. YTalikaTa ce M3MHBA B IeHTpodyxHara Tyba ¢ 50 ml
BoJ1a ipu npubau3uTenHo 35 °C upe3 paz0ObpKBaHe.
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Lentpodyrupa ce ornoBo npu 2 000 g 3a 10 munytu. CynepHaTaHThT ce GUITpHUpA Mpe3
(bunaTHEpHATA XapTHs, KOSITO IIPEIU TOBA € 3aMa3eHa.

6.4. OmpenensHe Ha a30T B Ka3eHH.

6.4.1. Cnex W3MHMBaHETO, KOJHMYECTBOTO yTallka Cce MPEXBBPJIS BBbPXY (QHITHpHATA
XapTus, 3ama3eHa npu

6.3.4, xaTo ce u3MOJI3Ba JAecTWIMpaHa Boja. PuiThbpHATa XapTHS CE€ NPEXBBPIL B
Kjeldahl-xon6ara. AzorsT ce ompenens upe3 Kjeldahl-merona, kakro e omucan B IDF
cranzapt 20A 1986.

7. IIpa3zen Tect

7.1. PerynsipHO ce mpaBU Mpa3eH TecT, Karo ce u3mon3Ba ¢uiarbpHa Xaptus (5.8),
HaBmaxxHeHa cbe cmec ot 90 ml (4.1) pasTBop Ha HatpueB nuTpar, 1 Ml HacuTeH pa3TBOp
Ha kamueB xjopun (4.2), 0,5 ml teuno cupume (4.5); usmmBa ce ¢ 3 x15 ml
JecTUiupana Boja mpenud MuHepanusauusra upe3 Kjeldahl-meronma, ommcan ot IDF
cranaapt 20A 1986.

7.2. O06eMbT KHCEIHA, KOWTO Ce M3I0JI3BA 3a MMPA3HUS TECT, TPIOBa 1a Ob/Ie N3BAJICH OT
obema kucenuna (4.4), KOIUTO ce U3MO3Ba 32 TUTPYBAHETO Ha Mpobara.

1
(") bu cneaBao na Obae U3MOA3BaHa ObP30 GuTpUpaIia GUIThPHA XapTHS.
8. KonrtpoJien Tect

8.1. 3a 1a ce TecTBAT ropeyrnoMeHATHTE MPOIEIypa U PEareHTH, Ce MPaBH OMPEIeIITHE
BBPXY CTaHJApTHA CMEC OT XPaHUTEITHH TMPOAYKTH C W3BECTHO ChIbp)KaHUE HA
00e3MaciieH0 MJSIKO Ha Tpax, YCTAaHOBEHO OT ChBMECTHO wu3ciensaHe. CpenHusT
pe3yiTar Ha JBOMHOTO Ompe/elsHe He Ou cieaBaio Ja ce OTiin4aBa ¢ mosede ot 1% or
TOBa Ha CbBMECTHOTO M3CJIC/IBAHE.

9. MH3zpa3siBane Ha pe3yJaTaTH

9.1. IIpoueHTHT 0O6e3MaClIeHO MISKO Ha Mpax B CMECTa OT XPaHUTEITHHU MPOIYKTH Ce
M3UHUCIISIBA ChC clieqHaTa popmyra:

N x 6,38
X028 100)-2,81
7.5 )

% MMP = ( 0908

KBJICTO:

N e mpoIeHThT a30T B mapa-KazeuH; 27,5 ¢ GakTophT 3a KOHBEPTUPAHE HA OMpEJEIcH
Ka3eWH B TpoIlleHTa oOe3maciieHo Misiko Ha mpax; 2,81 u 0,908 ca dakropure 3a
KOpEKIIMs, MOJyYEHU OT aHaJln3a Ha perpecusTa.
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10. TounocT Ha MeTOAA

10.1. TloBTOpsiemocT
B mone 95% ot mpoy4BaHuTE ciydad, NBOWHHAT aHAJIM3 HA €4HA W ChlIa Mpoda OT
CBIIMS ONEpaTop M B chlIara jJabopaTopust TpsOBa 1na jJaje pas3ivKd B PE3y/ITaTHTE,
KOWUTO ca paBHM Ha He moBeue oT 2,3 g obGe3macieHo misiko Ha mpax B 100 g cmec ot
XPAHUTEJIHU MPOIYKTH.

10.2. Bwb3npousBexaane

B none 95% ot npoy4BaHuTe ciydau, aHaTU3UpaHaTa OT JABE Ja0OpPaTOPHU €IHA U ChINA
npoOa TpsiOBa Ja Jaje pa3siuKu B pe3y/lTaTUTE, KOUTO ca paBHU Ha HE mosede oT 6,5 ¢
obe3macieHo MIIsIKo Ha mpax B 100 g cMec OT XpaHUTEITHH IPOITYKTH.

11. I'pannua Ha TOJIEPAHTHOCT
Croiinocrra CrDyg (kpuTndHa pasinuka; 95% rpanuna Ha CHIYpPHOCT) €€ H3YMCIIABA YPE3

n3noi3BaHe Ha ¢popmynata (ISO 5725):

D, = — | [R? rf(n_l>
g5 =—1= -
V2 n

(R: BB3MpOM3BEKIAHE; I IOBTOPSIEMOCT)
nsoino onpenensne: CrDy = 4,5 g

Koraro pe3yaTarbT OT XUMHYECKHS aHalM3 C€ pa3jiuyaBa OT JEKIAPUPAHOTO
ChIbpKaHHE Ha 00€3MacICHOTO MIIIKO Ha Tpax ¢ He mosede oT 4,5 ¢ (IBOWHO
ompejensHe), MpaTkaTa OT CMecTa OT XpaHUTEeNHU TNPOAYKTH CE€ CuuTa Karo
M3ITBJIHSBAIIA Ta3u pasnopenda Ha perjamMeHTa.

12. Ha0awaenue

12.1. TlpubaBsHETO Ha TOJEMH TPOIECHTH ONpEACICHH HEMJICUYHU TNPOTEUHH, U II0-
CMELUAIHO COEBU MPOTEHHHU, KOTATO ce MOJArpsABAT 3aeJHO C 00e3MaciieHO MIISIKO Ha
pax, MOXeE Ja JOBEeIe [0 INPEKaJIeHO BUCOKHM pE3ylITaTH, KOUTO C€ IbJDKAT Ha
CBhBMECTHOTO yTasiBaHE € Mapa-Ka3euH Ha MIISKO.

12.2. TlpubaBsHeTO Ha MBTEHHIIA MOXKE Ja JOBEIE 10 CPAaBHUTEIHO HUCKH IaHHH,
KOUTO C€ IbDKaT Ha (akTa, Y€ Ce Ompeneis caMo 103ara, KoiaTo € 0e3 Ma3HUHH.
[IpubaBsiHeTo Ha ompeneneHa Kucelna MBTCHHIIA MOXE Ja Jaie 3HAYUTETHO HHUCKHU
JTAaHHU, KOUTO C€ IBJKAT Ha HEMTBJIHOTO Pa3TBAPsHE B IUTPATHUS Pa3TBOP.

12.3. Jlo6aBkuTte ot genuTuH ot 0,5% wim moBeye MoOrar ChIIO Ja AOBEIAT IO HHCKU
pe3ynraTu.

12.4. BxirouBaHeTo Ha 00€3MaclIEHO MIISIKO Ha IIpax ¢ BUCOKa TCMIICPpATypa MOXKC J1a

AOBEAC OO0 MPEKAJICHO BHCOKKW JAaHHU, KOUTO CC€ ABJDKAT HA CbBMECTHOTO YyTasABAHC Ha
OIIPCACIICHU MPOTCUHU OT CYpOBATKa C Mapa-Ka3€nHa Ha MJISAKO.
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ITPUJIOJKEHUE XXIII
(YUnen 17)

KOJMYECTBEHO OIPEIEJSAHE HA CKOPBAJIA B OBE3MACJIEHO
MJUIAKO HA IIPAX, JEHATYPUPAHO MJISIKO HA IIPAX U CMECH OT
XPAHUTEJIHA ITPOAYKTHU

1. O6xBar

To3u meron e 3a OTKpUBAHETO Ha CKOpOsAIa KaTO MHIUKATOP B JICHATYPUPAHO MIISIKO HA
npax. ['panunata Ha oTKpuBaHe Ha MeTona € nmpubiausutenHo 0,05 g ckopOsuta 3a 100 g
mpooa.

2. lpuHIUun
Peaknusita ce 6azupa BpXy Ta3u, U3MOJI3BaHA B HOIOMETPHUSTA:

— (puxcupane upe3 KOJIOUIUTE Ha CBOOOAHUS KO/ BbB BOJECH Pa3TBOP,
— abcopOuus ype3 MULIETUTE Ha cKopOs1aTa 1 ype3 o0pa3yBaHETO Ha LBAT.

3. Pearentn

3.1. Mozen pastBop:

—woxm: 1r.,

— KaJlieB Hox: 2 T.,

— nectuiupana Boga: 100 ml

4. Anaparypa

4.1. AHanuTHYHa BE3HA

4.2. Bonna 6ans

4.3. TectoBu chaoBe, 25 mm. X200 mm.

5. Ilpouenypa

1 g ot mpobaTa ce mpeTeryist U ce MPEexXBbPis B TecToBUsA b (4.3). Jlobass ce 20 ml
JecCTUIMpaHa BoJa U ce pa30bpKBa, C OIVIEe] Ja ce IMOJy4yd Juclepcus Ha mpobara.
[TocTtaBsa ce B kumsimiata BoaHa Oans (4.2) u ce octaBsa 3a 5 MuHyTu. OTCTpaHsBa ce OT
OaHsTa M ce OXJaX/aa Ha cTaiiHa Temrepatypa. JJobass ce 0,5 ml fiogen pasreop (3.1),
paz0BpKBa ce U ce HaOJIIoAaBa MOJTYICHUST IIBSAT.

6. U3pa3siBaHe Ha pe3yJITaTHTE
CuHBOTO OIBETSBaHE NIOKa3Ba HAJTMYKE B MPOOAaTa Ha HaTypaiHa cKopOsiia. Ako mpobata

ChABpxKa MoauUIMpaHa CKopOsia, IIBETHT MOXKE Jla HE € CHH.

7. 3ab0estemKu
[[BeTHT, MHTEH3UBHOCTTA HA I[BETAa U MHKPOCKOICKaTa (hopma Ha ckopOsiaTa BapuparT B
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3aBHCHUMOCT OT INPOM3XOJa Ha HaTypajiHaTa CKopOsuia (Hamp. [apeBUlla WIU KapTod) H
BUJIa Ha MOAM(UIIMpaHaTa CKOpOsisia, KOMTO NpUCHCTBA B podara.

[Ipn Hanmuumero Ha MoauduUIUpaHa CKOpOsia, MOJYYEHUAT IBAT MPEMUHABA BbHB
BHOJICTOB, YCPBEH WU KadsB, B CHOTBETCTBHUE CHhC CTEMECHTa HA MoauduKamms Ha
KpHUCTaJIHAaTa CTPYKTypa Ha HaTypaJiHa CKopOsiia.

ITPUJIOJKEHUE XXIV
(Unen 18)

OINIPEAEJISAHE HA BJIA’KHOCT B KUCEJIA MBTEHUIIA HA ITPAX

1. O6xBar
Jla ompenenyu chABPKAHUETO HA BIAKHOCT B KUCEJIa MBTEHHUIIA HA MpaxX, MPeJHa3HauYCHa
3a JKUBOTHHCKA XPaHa.

2. [pyuHIUAN
[Ipobara ce n3cymasa moj BakyyM. 3arybaTta Ha Maca ce Ompeesst Ype3 MpeTerisHe.

3. Anapatypa
3.1. AgaiuTHYHa BE3Ha

3.2. Cyx# cbJ]0BE OT HEKOPO3UBEH METaJl WJIM OT CTHKJIO C YIUTBTHEHU Karaiy, ¢ paboTHa
MOBBPXHOCT, KOSATO IO3BOJIsIBA TECTOBaTa Mpoba Ja ce pasnpocTpaHu Ha okoio 0,3

2
r./cM. .

3.3. Perynupyema enekTpuuecka BaKyyMHa Iell, CHabJeHa ¢ MacjieHa TOMIIa U C
MEXaHU3bM 32 BBBEKIaHE Ha TOPEIl M3CYIICH BB3AyX WU C M3CyIIaBall areHT (Hamp.
KaJILIUEB OKCHUJ).

3.4. ExcukaTop ¢ eeKTHBEH U3CylIaBalll arcHr.

3.5. U3cymasaiua nemi, BEeHTUIMpaHa U TEPMOCTaTUYHO KOHTposinpaHa ripu 102 + 2 °C.
4. Tlpouenypa

Coapr (3.2) ce 3arpsiBa ¢ kamaka B nemra (3.5) 3a Haii-manko equH yac. KamakbsT ce
IIOCTaBsI BBPXY CbhJla, BEIHAra ce IocraBs BbpXy ekcukaropa (3.4), ocraBs ce ga ce
OXJIaJIM HA CTailHa TeMInepaTypa U ce npereris ¢ TouHoct 10 0,5 mg

Cwapt (3.2) ¢ kamaka ce npereryis ¢ TouHocT A0 0,5 mg B nperernenus cbj ce usmepna ¢

TOYHOCT 710 1 MQ okoj0 5 g OT mpobaTa U ce pasnpocTpaHsBa paBHOMEpPHO. ChIbT 6€3
Kalaka ce 1ocrass BbB BakyyMmHata nenq (3.3), npeaBapurento 3arpara g0 83 °C. 3a na
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ce MPeaoTBpaTH MPEKOMEPHOTO CIaJiaHe Ha TeMIleparypara Ha MeIiTa, ChIbT Ce BHACA
BB3MOXHO Hal-0bP30.

Hansranero ce perynupa no 100 Torr (13,3 kPa) u mpoGara ce octaBs na ce U3CyIIu 3a
YeTHUpu dYaca MpU TOBAa HalsIra€e, ¢ MOTOKA OT TOpell, CyX BB3AyX WIH upe3
M3MOI3BaHeTo Ha m3cymanan] areHT (okoio 300 g 3a 20 mpobu). B mocnenuus ciydaid,
BaKyyMHaTa IOMIIa C€ OTKaua Mpu MOCTUTHE Ha MpPeAmUcaHoTo HausraHe. Bpemeto 3a
M3CYIIaBaHE C€ M3YMCIsBa OT MOMEHTA, B KOWTO TeMIlepaTypara Ha IelTa ce€ BbpPHE /10
83 °C. Ilemra ce Bpbllla BHUMATEIHO KbM aTMocdepHOo HajsraHe. [lemra ce oTBaps,
KalakbT CE [IOCTABs BEJIHAra BbPXY CbJAd, ChIBT CE€ OTCTPaHsABA OT IELITA, OCTaBs CE J1a
ce oxyaau 3a 30 mo 45 MuHyTH B ekcukarop (3.4) u ce mpeTeris ¢ TOYHOCT 10 1 Mg
Nscymaga ce 3a gombanutenHo 30 muHyTtd BbB BakyymHata neni (3.3) npu 83 °C u
OTHOBO ce mpereriisi. Paznukara Mexay ABETe MpETeriisiHus He TpsOBa Ja HaJBUIIaBa
0,1% BitaxxHOCT.

5. M3unciaaBane

100
(E - l'n) )

KBJIETO:
E = nppBoHauanHara Maca Ha TecToBara poda, B rpaMoBe,

m = Maca Ha ¢yXaTa TECTOBa Hpo6a, B I'paMOBC€.

6. Ilpenn3Hoct

6.1. I'paHnna Ha MOBTOPAEMOCT

Paznmkara ot pe3yiaTatute Ha B ONPECSIISTHIS, H3BHPIICHN BbB BE3MOKHO Hal-KPaThK
CpPOK OT €OWH M CBII ONEepaTop W NpU HU3IMOJI3BAHE HA ChIlaTa amaparypa BBPXY
UJIEHTUYEH TeCTOBM Marepuai, He Hajasumara 0,4 ¢ Boma/100 g xucena MbTEHHUIA HA
npax.

6.2. I'paHnna Ha Bb3NPOU3BEKIAHE

PaznukaTa oT pe3ynTatuTe Ha JIBE ONpEACISHIS, U3BBPUICHH OT ONEPATOPH B Pa3IHIHU
nabopaTopuyd M TNpU HU3IOJ3BaHE Ha ChIlATa amnaparypa BbpPXY HJIEHTHUYEH TECTOBH
Matepuai, He Haasuimasa 0,6 g Boga/100 g kucena MbTEHHIIA HA TIPax.

6.3. I3TOuHMK Ha TaHHUTE 3a MPEIU3HOCTTA

JlaHHHTE 32 MPEU3HOCTTa OsXa ONMpeAeNieHH OT eKCIIEPUMEHT, MpoBeAeH npe3 1995 r. u
BKJTFOYBAII] 0ceM Jabopatopun v 12 mpoowu (6 mpa3Hu ayOnupanusi).
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IIPHJIO)KEHUE XXV
(YUnen 19)

PE®EPEHTEH METOJ 3A OIIPEJAEJSHE HA 4YY)XXIU MA3ZHUHHU B
MJUIEYHA MA3HHMHA YPE3 TI'A30B XPOMATOI'PA®CKHU AHAJIN3 HA
TPUI'JIMOEPUAN — PEBU3UA 1

1. O0xBaT ¥ NPUJIOKHO MOJIE

To3u cranmapr ompeznens METOA 3a OTKPUBAaHE HA UYKAM Ma3HMHHU, PACTUTEIHH U
KUBOTMHCKM, TaKMBa KaTO I'OBEXKJa JIOM M CBMHCKA Mae B MJIEYHA Ma3HMHA HAa MIIEYHU
IPOAYKTH, KaTO C€ M3I0JI3Ba ra30B XpoMaTorpa)CK1 aHauu3 Ha TPUTIHLIEPHIH.

qpe3 H3II0JI3BAHCTO Ha OIIPCACIICHA q)opMyna 3a TpUriMmagepua C€ OTKpHUBAT KaUCCTBATa U
KOJIM4YCCTBAaTa Ha PACTUTCIIHU W XWUBOTHMHCKM MAa3sHUMHHM B 4YWUCTa MJICYHAa Ma3HHHA,
HE3aBUCUMO OT YCJIOBUATA HA XPAHCHC UJIH JIAKTAl U,

benexcka 1:  Bwbnpeku, ue macnenara kucenuHa (C4), KosTo ce NosBsIBa U3KIIOUUTETHO
B MJICYHM MAa3HUHM, MPAaBU BB3MOXHO M3BBPIIBAHETO HAa KOJUYECTBEHU OLICHKU Ha
HUCKHU JI0 CPEIHM CTOHHOCTH MJIEYHA Ma3HMHA B PAaCTUTEIHU Ma3HMHH, KaueCTBEHA U
KOJIM4YECTBEHAa MH(OpMalMs eBa Ju MOXe Ja ObJe IoJyuyeHa Npu npudaBeHa Haii-
Maiiko 20% (% Terio) 4yk/a Ma3HMHA KbM YMCTO MJISIKO IOPAJH rojsiMaTa Bapualus Ha
C4, npubnmsurenHo B o0xBat Mexay 3,5 no 4,5% (% terio).

beneorcka 2:  Ha mpakTuka, KOJMYECTBEHHUTE pE3yJNTaTH MoOrar jga ObJaT IMOIy4eHU
camMO OT TPUIVIMUEPUJEH aHAIMU3, Th KAaTO CTEPOJHOTO CHIbPKAHUE HA PACTUTEIHUTE
Ma3HUHHM € Pa3JIMYHO B 3aBUCUMOCT OT YCJIOBHSTA Ha IPOU3BOACTBO U 00paboTKa.

2. lepuHuiusi
Uyxau Ma3HUHHU B MJIeUHA Ma3HMHA: Yy>KIU Ma3HUHU, Te(UHUPAHU B TO3U CTaHIApT, ca
BCUYKH PACTUTETHH Y KHBOTUHCKHA Ma3HHWHU, C M3KIIOUCHUE HA MJICYHATA Ma3HHUHA.

3. IlpuHuMNI HA MeTo/AA

Crnen exkcTpakiuusTa Ha MIJIEYHAaTa Ma3HHMHA C€ NPUTOTBS OCHOBEH pa3TBop. OT TO3M
pa3TBOp ce€ OMpeAeNsT TPUTTUIEPUANTEe (OO0 BBITIEPOJHO YHCIO) Ype3 Tra3oBa
xpomarorpadus ¢ o6BUTH KoJoHU. Upe3 BHacsiHeTO Ha %-Ta TErjo Ha MOJIEKYJIHUTE
Ma3HUHA OT paznuyeH pazmep (C24 — C54 — camo YeTHHW YuClia) B TPUIIIAIEPUIHATA
dbopmyna, 4yKIUTe Ma3HUHH C€ OTKPUBAT Ka4eCTBEHO WM CE ONPEAEIAT KOJINYECTBEHO.

beneorcka: HpI/I C’LGHIOI[aBaHeTO Ha olrhcaHaTa OICHKa MOXKC Oa 6’]3,[[6 H3II0JI3BaHa
KalnuJIsipHa ra3oBa xpOMaTorpa(me, aKO C€ TrapaHTUpa IIOCTUTaHCTO Ha CpaBHUMU

pesyiaratu (1).

4. Pearenru
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TpsbBa ga ObAAT U3MOI3BAHU XUMHUKAIU C AaHATUTHYHO KAa4eCTBO.

4.1. Hoceui ras: a3ot, cTeneH Ha 4uctora >=99,996 %.

2
4.2. CragmaptHu Tpurimnepuad (), HACHUTEHHM, KaKTO MW  XOJIECTEpPOJ  3a
CTaHJapTH3UpPaHE HA CTaHIapTHA MIIEYHA Ma3HUHA ChOOpa3Ho pazznen 6.5.4.

4.3. Meranoin, 0e3BOAEH.
4.4. n-xekcan

4.5. n-xemnraH

4.6. Tomyon

4.7.  PastBop Ha quMmermixiopocuian: 50 ml mumerTniximopocuiad ce pa3TBapsT B 283
ml Tosryour.

4.8. Bb3nmamMenum ras: BBIUICPOA U CHUHTCTUYCH Bb3AYyX

4.9.  Crauuonapha daza, 3—% OV-1 Bbpxy 125/150 pm (100/120 mesh) raz ChromQ.
3

O)

4.10. 10% pa3TBOp Ha KaKaOBO MAacjo B N-XEITaH.

5. Anaparypa

OO6wuyaitna nabopaTropHa amaparypa, u mo-CreIuaiHo CIeTHOTO:

5.1. T'a3oB xpomatorpad ¢ BUCOKa TeMIeparypa, MOAXOI 3a TeMIEpaTypy OT Haii-
Manko 400-450°C, cwopexkeH c jgerekTop 3a HoHmzamus Ha twaMbk (FID) u
KOHTPOJIUpAIO YCTPOWCTBO 3a KOHCTAaHTHHUS TMOTOK Maca 3a Hocemusi ra3. [a3 3a
Bp3mnamensaBane: 30 ml/min H,, 270 ml/min cuntetnyen BB3IYX.

(1) [Togxonsamm MeTonu Beue ca omucanu, Bux D. Precht u J. Molkentin: KonnuectBen
aHAIM3 Ha TPUTJIMIIEPUJIA YpEe3 M3MOJI3BaHE Ha KbCU KanmwisipHu Koionu, Chrompack
News 4, 16-17 (1993).

(2) [Toxxomsmy MPOIYKTH C€ HAMUPAT B ThPTrOBCKaTa Mpexka.

(') TeproBcku uMeHa, TakuBa kKato Hanp. Extrelut, ra3 ChromQ, Chrompack, ca npumepu
32 TMOJXOJALIM MPOAYKTH, KOUTO C€ HaMHMpaT B CIEeLMaIM3MpaHaTa ThProBCKa Mpexa.
Ta3u nndopmanus ciyxu 3a Mo-JIeCHOTO OopaBeHe ChC CTaHAapTa OT MOTPEOUTENS U HE
IpeJCTaBIsABa M3MCKBaHE 3a MPOAYKT. MHaukamusaTa Ha 3bpHO Oe BKiIIOYeHa karo Sl-
equHUa um ceriaacHo BS 410:1988 ,,bputancka cnenudukanys Ha CTaHgapTa 3a
TECTOBH puntpu’.
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Karo ce uma npeaBua CHITHHUAT MOTOK HOCEII[ a3, TOpeiKaTa Ha JeTeKTopa Ou cienBalio
na O’bJ1e o-IIHUPOKaA.

beneorcka: [Topangu BucOKMTE TeMmmepaTypu, KOUTO C€ IOJydaBaT MO BpeMe Ha
TPUTITMUEPUIHNATE AHAIU3U, CTHKICHUTE BIOKKA B FID wim uHXEKTOpHAaTa cHcCTEMa
TpsiOBa Ja ObJIAT PETYJISIPHO TOYUCTBAHH.

lazoBusaT xpomartorpad TpsiOBa na € cHaOIEH C Mperpajd, yCTOMYMBH Ha BUCOKHU
TeMIIepaTypyu, KOUTO MoraT ja ObJaT HM3IMOJI3BAaHM YECTO M MMAT 1O MPUHIMII MHOTO
HHCKa CTEIEH Ha ,,u301equsaBane”.

beneocka: Tlogxomsimu ca Chromblue (tm)-niperpanu (Chrompack).
IIperpanara Tpa6Ba aa ObAe cMEHsIHA YecTo, Hamp. ciea npuoausuTenHo 100 uHxeKnuu
WM CIIe]T KaTO Pa3TBApSIHETO 3aloyHe Ja ce BiolaBa (BUX Gurypa 4).

5.2. Xpomarorpadcka KosoHa

U-o0pa3Ha CTBKJIEHAa KOJIOHA (AMaMeThp BBB BBTpEmIHOCTTa OoT 2 mm., 500 mm.
JTBJDKAHA), KOSITO MTBPBO € CHIIMJIMpaHa choOpa3Ho pazaen 6.1 ¢ TuMeTHUIXJIOpCHIIaH, C
OIJIE] J1a C€ JICAKTUBUPA CThKIIEHATa TTOBBPXHOCT.

Beneoicka: [Mogxomsmu ca cbio Mako Mmo-abiard (¢ appkuHa 80-200 mm.) oOBuTH
kojoHu. C TAX MOXe Ja ObJe IMOCTHTHATO MAJIKO TO-T00pO BB3IMPOU3BEKIAHE HA
pesyararute. OT Apyra cTpaHa, CTallMOHapHAaTa (a3a MoKa3Ba MOHIKOTa CUYIBaHUS CIIE]T
paboTa, KOUTO MOTAT Ja JOBEJaT, OT CBOS CTPaHa, J0 JION KOJUYECTBEHU pe3ysiTaTu. B
JnonbiiHEeHHe, TulaMbkbT FID ce 3aracs JiecHO B pe3yiraT Ha HEOOXOIUMHUS
M3KJIIOYUTEITHO CHJIEH ITOTOK HOcell ra3 ot 75 1o 85 ml/min

5.3.  Hauwx Ha meIHEHE HA KoJIOHATA (BHXK Qurypa 1)

Queypa 1
IInaHeHe HA KOJIOHATA
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Nz in

Fill up to mark
with OV-1

Screw cap with filter, against
which the glass fibre and
stationary phase are pressed

Glass column to be filled

B. IIp.: Fill up to the mark with OV-1: HamreiiBa ce 10 mapkupoBkata ¢ OV-1

Screw cap with filter, against which the glass fibre and stationery phase are pressed:
KalmakbT c€ 3aBHHTBA ¢ (DUATHpPA, KbM KOMTO ca MPUTUCHATH CTHKJIEHATa HUIIKA U
cTallMoHapHara (asa.

Glass column to be filled: cTpkIeHa KOIOHA, KOATO CIIEBA A CE HAIIBJIHUA

5.3.1. IInmactmacoBa KOJOHa C TOPHU Kamaiy ¢ BUHT, CHa0JeHa ¢ MApKUPOBKA, 0 KOATO
MO3Ke Ja Ob/i€ IBJIHEHO HEOOX0AUMOTO KOJIMUYECTBO Ha CTallMOHapHarTa (aza

5.3.2. ®un QunTep (pa3mep Ha KieTkara oT nmpubnusurenasHo 100 um) ¢ kamak ¢ BHHT,
MOJIXOJIAI] 32 3aTBapsIHE HA CThKJIEHATa KOJIOHAa choOpa3Ho durypa 1.

5.3.3. leakTuBUpaHa, CHIIMIIUPAHA CTHKJICHA BaTa

5.3.4. BuOpartop 3a eIHaKBO pa3MpOCTpaHEHUE HA CTAallMOHapHATa ()aza Mo BpeMe Ha
II'bJIHEHETO

1
54. Ot 1 mo 3 ml Extrelut-xonmona (') ¢ kBapuoB ren. Ta3u KojoHa MOXe Ja ObJe
aJITEpHATHUBHO M3II0JI3BaHa 32 EKCTPAKIIUATA C IIeJT TIOJTy4YaBaHe Ha MJICYHA Ma3HUHA.

1
(") Bk Oenexka moj yepta 3 Ha cTpaHuia 6.
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5.5. TI'padurno ymurstHeHue ot 6,4 mm. (1/4), c oTBop oT 6 mm.

5.6.  YcrpoiicTBa 3a CHIIHIIMpAaHE HAa CTHKJICHATA MOBHLPXHOCT HAa KOJOHATa ChOOPa3HO
pazzgen 6.1.

5.6.1. Woulff-oyruaka

5.6.2. BogHo-cMmykaTtenHa romria

5.7. Bopna 6ans, perynupyema 1o (50 £2) °C

5.8. Cymmuns, perymupyema 110 (50 £2) °C u (100 = 2) °C
5.9.  MwmumTpoB KarmKomep

5.10. T'pamyupan kamkomep ¢ obem ot 5 ml 3a go3upane Ha 1,5 ml meTanon
5.11. Komaba ¢ kpwrio apHo ¢ 06em ot 50 mli

5.12. Erlenmeyer-kon6a ¢ HomuHaneH ooem ot 50 ml

5.13. ®yHus

5.14. ®untep ¢ puHU IOpH

5.15. PoraTtuBeH u3napuren

5.16. Awmmnynu ¢ HomMuHaleH oOeMm oT 1 ml, 3aTBopeHH C amymMHHHEBa 3amyllalika, C
nperpaaa BbB BBTPEITHOCTTA

5.17. CnpuHIOBKa 3a MHXKEKTUpaHE, M3IMOJI3BaHaTa 3alyllajka Ha CIPUHIOBKaTa He
TpsiOBa a JOCTHra JI0 Kpas Ha Uriara.

beneoicka: TakuBa CHPUHIIOBKU MO3BOJISIBAT TMO-J00pPO CpaBHEHUE Ha IOTy4YaBaHHUTE
pe3yaTaru.

C ornen ma ce u3berHe pa3BalisiHETO Ha Mperpajara, KpasT Ha Wriara Ou cieaBalio aa
ObJie IPOBEPSIBAH PETYIBIPHO (HAIP. ChC CTEPEO MUKPOCKOTT).

6. [Ipouenypa

6.1. IloaroroBka Ha KoJOHATa (CHUITHIIMPAHE)

Crnen cpp3Banero Ha Woulff-OyTunkaTta, KakTo € MOKa3aHO BBB (GUrypa 2, ¢ BOAHO-
CMyKaTeJHaTa ToMIa, ChbJl 2 ce MOTOIsABa B pa3TBOpa chobpazHo pasnen 4.7. Komonara
ce TBIHU 4Ype3 3aTBapsHE HA CTOMHUpAIIUS KpaH; BIIOCIEJCTBHE JBaTa ChIa Cce
OTCTpaHsBaT.
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Queypa 2
YciaoBus 3a cHIIMJIHPaHe

Water suction pump
Stopcock

0 Tube 1

=)

Tube 2

Dimetyldi-
clorosilane
+ toluene

Glass column

b. mp.: water suction pump: BOJIHO-CMyKaTeJIHA ITOMITa
Stopcock: cronumpary kpan

Tube 1: cpa 1

Tube 2: cbn 2

Glass column: cThKJIEHA KOJIOHA

Kononara ce mocraBs B H3MPaBeHO IOJIOKEHHE W CE€ IBJIHM H3LSJIO C Pa3TBOpa Ha
TMMETHIITUXJIOPCUIIaH C TIOMOIITA Ha KarmKoMep.

Crnen 20-30 min Woulff-Oyrunkara ce 3ameHss oT konba ¢ QUITBD M KOJOHATa Ce
M3Mpa3Ba Ype3 CBHP3BAHETO 1 C BOJHO-CMYKaTeIHaTa mommna (Bmx gurypa 3).

6.2. [Ip1HEeHe Ha KoJoHaTa

ToBa ce M3MbIHsIBA Ype3 MOCICIOBATETHO U3ILIAKBaHEe ¢ U3MoM3BaHe Ha 75 Ml toxyon u
50 ml metanom; ciie ToBa, M3Mpa3HeHaTa KOJIOHA ce M3CyInaBa B cymmiiaaTa mpu 100 °C
3a mpubnmzuTenHo 30 MUHYTH.

Queypa 3
YciaoBud 3a H3ILJIAKBaHe
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Tube 1

Water suction 7 Tube 2
pump n s

Rinsing

lagent

Filter flask Glass column

b. np.: filter flask: ¢punrbpHa K062
Rinsing agent: n3MuBaI areHT

3a meIHCHE HA KOJIOHATA Ce M3II0JI3Ba HAYUHBT, NpeacTaBeH BB gurypa 1. CrobOpa3Ho
4.9, cranuonapHata (aza ce MBIHM B IUIACTMAcOBaTa KOJIOHA JO MapKUpPOBKAaTa.
JlonHUAT Kpall Ha CThKJIEHAaTa KOJOHA, KOMTO cliefiBa Jla C€ HAIIbJIHM, CE€ 3aTBaps ChC
3alylanka OT CTHhKJIEHA BaTa, IbJra MPUOIU3UTENHO | CM., KOSITO Mpeau ToBa € Ouia
CIWIMJIMPaHa U IpecoBaHa ype3 M3I0JI3BAHETO Ha cTOMaHeHa npbuka. Ciiel ToBa, KpasT
Ha KOJIOHaTa ce 3aTBaps ¢ puiarbpa cboOpa3Ho pazaen 5.3.2.

Kononara ce neiau non nansrane (3 bar, with N,) cbe craumonapnara ¢asa. 3a ma ce

MOJIy4X €THAKBO, HEMPEKbCHATO U CTA0OMIIHO OOBHBaHE, HATOPE U HAJOJY MO CThKJIEHATa
KOJIOHA, IOKaTO ce M'bJIHU, CE€ IBUKH BHOpaTOp.

Crnen HambiIBaHETO, KBM JPYTHsl Kpail Ha OOBHTAaTa KOJIOHA C€ TPUTHUCKA TUThTHA
3anyllajJika OT CHJIWJIMpPAaHAa CTBKJIEHA BaTa, WU3JAJCHUTE Kpaulla ce U3pA3BarT u
3amymanKara ce IPUTUCKA HAKOJIKO MAJIMMETPa B KOJIOHATA ChC IINATYJIA.

6.3. IlonroroBka Ha MPOOUTE
3a MoAroTOBKa Ha MPOOUTE Ce U3IOJI3BA €/IMH OT CIETHUTE TPU METOJA:

6.3.1. N3onupaHe Ha MileyHaTa Ma3HUHA OT MacCJo

Ot 5 no 10 g macyo ce cTonsiBaT B MOAXOSI ChJl BbB BOJIHA 0aHs chOOpa3HO pazjaen 5.7
pu 50 °C.

50 ml Erlenmeyer-xon6a u ¢yHus ¢ moctaBeH (GuATHP CchoOpa3HO pazmen 5.14 ce
3arpsBar B cymmiHaTa 10 50 °C. Cnost Ma3HMHa Ha mpobarta OT CTONEHO Macio ce
bunaTpupa ype3 U3MOA3BAHETO HA MIPEIBAPUTEIHO 3arpsTO YCTPOUCTBO.

TakaBa miieuna Ma3HUHA € ouTH 0e3 pochomumuan.

6.3.2. Exctpaknus Ha (paxiusTa Ma3aruHa choOpasno Rose-Gottlieb-meTona
Excrpaknusra ce n3pbpiiBa win B ceorBeTcTBHE ¢ IDF crannmapr 1 C: 1987, 16C: 1987,
116A: 1987 wumm 22B: 1987.

C TakaBa MiledHa Ma3HUHA, (OCHOIMIUANTE IMO3BOJIABAT IOJy4aBAaHETO Ha MUK Ha
XoJiecTeposia, KOUTo € yBenudeH ¢ mpubmausurento 0,1 %.
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TpurnuuepuaHuAT criekTsp, crangaptusupad 10 100 ¢ xonecrepona, € NOBIUSH OT TOBA
CaMo J10 He3HAYUTEJIHA CTEIEH.

6.3.3. ExcTpakius OT MIISIKO Ype3 M3M0JI3BaHE Ha KOJIOHU C KBApIIOB Iejl

0,7 ml ot mpoba misiko, Temrepupana a0 20 °C, ce nocrasat B 1 g0 3 ml Extrelut-
KOJIOHA C MWJIMJIUTPOB KallkoMep CbhoOpa3HO pa3gen 5.4 W ce ocraBd Ja ce
Pa3MpOCTPAHST €THAKBO BHPXY KBAPIIOBHS I'ell 32 MPUOIM3UTEITHO TIET MHHYTH.

3a JeHaTypupaHEeTO Ha ChBKYMMHOCTTA OT IMPOTEHUH M JIMMHJ, C KamkoMmep ce no0ass 1,5
ml meranon. BriocnencTBue ce U3BbpIIBA SKCTpakiusa oT mpodara ¢ 20 ml n-xakcau. n-
XEKCaHbT ce J00aBsi 0aBHO HAa MaJIKUM KOJMYECTBA M OTIEKIAIIUIT CE Pa3TBOPUTEI CE
cboupa B 50 ml kosiba ¢ KPBIIIO ABHO, KOSITO € OMIIa U3CYIICHA 10 KOHCTAHTHO, H3BECTHO
TETJIO.

Crnen excTpakuusiTa KOJIOHATA CE OCTaBs Mpa3Ha.

Pa3TBopuTenuTe ce AecTUIMpar OT eN0eHTa B POTATUBEH M3MApUTEN Ha TeMIIeparypa Ha
Boana 6ans ot 40 no 50 °C.

Konbara ce uzcymmana u yraiikata OT Ma3HUHU C€ MIPETETJIS.

Beneoicka: MeroabT 3a ekcTpakius Ha ma3zHuHa cniopen Gerber, Weibull-Berntrop,
Schmid-Bondzynski-Ratzlaff niu nzonupanero Ha MieuyHa Ma3HUHA Ype3 M3IOJI3BAHE HA
nereprentu (Meroa BDI) He ca moaxoasiuy 3a TPUTIIMIEPH/ICH aHAIN3, Thil KaTO ¢ Te3U
METO/ BBB (Da3ara Ha Ma3HMHATA MOTAT Ja NMPEMHHAT TOBEYE WJIM IMO-MAJKO TOJIEMU
KOJIMYECTBA YaCTUYHH MIIMLICPUIN WK (PochomuImm.

6.4. [TogrotoBka Ha pa3TBOpa Ha nmpobdara

3a razoBa xpomatorpadusi ce m3noi3Ba 5 %-eH pa3TBOp Ha Ma3HUHATA B N-XCINTaH,
NoJiydeH cbhoOpazHo paszen 6.3. 3a MOJAroToBKaTa Ha TO3M pPa3TBOp Ha mpodaTa ce
M3MepBaT ChOTBETCTBAIM KOJMYECTBAa OT MaTepualia Ha mpodaTa, MoiyudeH ChOOpa3HO
pasnenn 6.3.1 n 6.3.2, 1 ce pa3TBapAT B CbOTBETHU KOJIMYECTBA N-XENTAH.

C moaroToBkara Ha mpobara choOpa3zHo pazaen 6.3.3, KonumuecTBOTO n-heptane, KOEToO
creABa jJa ce no0aBM KbM MaTepuana Ha rnpobara B KoyibaTa, ce H3YHCIsABA 4pe3
MIPETETIIsTHE, @ OCTATHKBT C€ pa3TBaps.

[MTpubnusurenno 1 ml or pa3rBopa Ha mpobaTa ce MBJIHK B aMmilylia CbOOpa3HO pasjeln
5.16.

6.5. Xpomarorpadcko ornpezensiHe Ha TPUTIIUIICPHU/T

C Bucokute temrneparypu 10 350 °C 3a oTMHMBaHE Ha JAbjirara BEpuUra TPUITIULEPHUIN
C52-C56, necHO ce MosiBSIBA YBEIMUCHUE HA OCHOBHATA CTOWHOCT, MO-CIICIIUATHO aKo B
HAyYaJI0TO KOJIOHUTE He ca OMJIM aJileKBAaTHO MOcTaBeHU. ToBa yBelndyeHHnEe Ha OCHOBHATA
CTOMHOCT TIpHU BHUCOKH TEMIEpaTypu MOXe Ja ObjJe H3LAJIO0 MNPEJOTBPATEHO upe3
KOMOMHHUPAHETO Ha JIBE KOJOHH UJIM W3BAXKAAHETO HA OCHOBHATA CTOMHOCT.

3a KOMIEHCHpaIis HAYUH WM padoTara ¢ eMHUYHN KOJIOHH, KaKTO M 332 CTHKICHUTE
BJIOXKKH B HMHXXEKTOpa M B JIETEKTOpa, ciefBa Ja ObJaT W3IMOJI3BaHU TpaUTHUTE
YVILTBTHEHHS ChOOpa3Ho pazzaen 5.5.

6.5.1. Kopurupane Ha OCHOBHaTa CTOMHOCT
3a na ce u3berHe yBennyaBaHe Ha OCHOBHATA CTOMHOCT, c€ M3IOJI3BAa €UH OT CIEIHUTE
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YETUPU METOJA:

6.5.1.1. KomOuHMpaHe Ha KOJIOHU
JIBe 0OOBHUTH KOJIOHH C€ M3IOI3BAT O KOMIICHCUPAIIl CE HAYHH.

6.5.1.2. Kopurupane Ha OCHOBHaTa CTOMHOCT 4pe3 ra3oBHs XxpomaTorpad
VYBenruaBaHETO Ha OCHOBHAaTa CTOMHOCT MOKE /1a c€ M30€rHe ype3 MpuilaraHe Ha Cepust
oT Ta3oBusi Xxpomarorpad Oe3 HMHKEKTHpaHEe Ha pa3TBOP Ma3HMHA M MOCIEABAILO
W3BJINYAHE HAa HATpylaHaTa OCHOBHA CTOWHOCT.

6.5.1.3. Kopurupane Ha OCHOBHaTa CTOMHOCT 4pe3 coTyep 3a HHTeparpamms
VBennuaBaHETO HA OCHOBHATa CTOMHOCT MOJKE Ja ce M30erHe 4pe3 MpuiiaraHe Ha CepHs
OT MHTETpallMOHHATa CUCTeMa 0e3 MHXEKTHpaHEe Ha Pa3TBOP Ma3HHMHA M IIOCIEABAIIO
M3BJIMYaHE HAa HATpylaHaTa OCHOBHA CTOMHOCT.

6.5.1.4. Kopurupane Ha OCHOBHaTa CTOMHOCT C MOJXOSII0 MPEABAPUTEIHO TPETUPaHE

C azexBaTHOTO IMbPBOHAYAIIHO IMOCTABsIHE HA KOJOHATA U NMPpUOIN3UTEIHO 20 MHKEKIUU
C pa3TBOpM Ha MJICYHA Ma3HWHA, YBEIIMYaBAHETO Ha OCHOBHATa CTOMHOCT MPU BUCOKH
TEMIIEPATypU € YeCTO TOJIKOBA MAJIKO, Y€ KOPUTHUPAHMITA HA OCHOBHATA CTOMHOCT HE ca
HEeOOXOIUMHU.

6.5.2. TexHuka 3a UH)XEKTHUPAHE

3a nma ce m30erHar MUCKpPUMHHHpAIM e()EeKTH, TeXHHKaTa Ha ,,ropelia WHXKEKIHS Ce
mpujiara 3a MOCTHUTaHeTO Ha MOo-J00pH KOJIUYECTBEHH PE3YIATaTH C TPUTITHLIEPUIHUTE
KOMITOHCHTH, KHUISIIA TIPU BUCOKH TeMmmepaTypu. TyK, pa3TBOPBT Ha Ma3HUHATA €
W3TETJICH B CIPUHIIOBKATa M CTyJeHaTa WIJIa Ha CIOPHUHIIOBKATa € 3aTOIIeHa Mpeau
WHXCEKTUPAHETO 3a MPWIOJM3UTCHO TPU CEKYHIU B B MHXKEKTOpHUs Onok. Cien ToBa,
CHJIBP’KaHUETO HA CIIPUHIIOBKATA CE MHKEKTHUPA OBP30.

Fbeneocka: C Ta3u TexHMKa 3a MHXEKTHpaHe ce HaMassiBa pUCKBT OT (PpakIMOHUpaHe
BBTPEC B CIPUHOOBKATAa WKW HWHXCKIWMOHHUA o61ok. He ce npujara JUPEKTHO
WH)XEKTUPAaHE ,,BbPXY KOJIOHATa” B TOpHATa, pa3llIMpeHa HarpsTa yacT Ha KOJOHAaTa, Thil
KaTo mapyeraTta Ha Mperpajara, KOUTO ce ChOMpAT TYK, KAKTO M 3aMBbpPCABAHUATA MOTAT
JIeCHO J1a ObAaT eNMMMHHHMPAHU C M3MOJI3BaHATa TEXHHKAa 4Ype3 PErysipHO CMEHsHE Ha
MH)KEKTOPHATA BIIOJKKA, 0€3 J1a ce IEMOHTHPA KOJIOHATA.

M3BuBaHeTO Ha Kpas Ha Urjara, IpUYMHEHO OT JI0KOCBAaHE ABbHOTO Ha OexepoBara yaila C
npobaTta (Iopy M aKo €/Ba Ce BWXKJAA C IPOCTO OKO) TpsiOBa na Obae aOCONOTHO
n305TBaHO, C OTJIE] Ja HE C€ YBpPEK/a Mperpajara.

Queypad
Tpuriauuepuana xpoMarorpaMma Ha Npoda oT Mjie4yHa Ma3HUHA
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(a) bad resolution as aresult of a damaged septum
(b) good resolution

(a) oo pa3TBapsiHE B pe3y/ITaT Ha MOBPEXKIAHE Ha Tperpaaara
(6) moOpo paszTBapsiHe

6.5.3. IlpenBaputenHo TpeTUpaHe Ha 0OBHTA KOJIOHA
ITo Bpeme Ha cThIIKHTE OT (2) 10 (B), BBPXBT Ha KOJIOHATA HE € CBBP3aH C JIETEKTOPA, 3a
1a ce n30erHe 3aMbpCsiBaHe.

HambnauTe K00HM ch0Opa3zHo pasaen 6.2 ce TpeTupar, KakTo CJie/iBa:
(a) 15 min ¢ 40 ml/min N,-ctpys npu 50 °C;
(6) 3arpsBane ¢ 1 K/min o 355 °Cat 10ml N,/min;

(B) daza Ha 3agbprkane ot 12 1o 15 vaca npu 355 °C;

(T) 1BE MHXEKIHH OT | ul oT pa3TBOpa Ha KakaoBO Maciio choOpaszHo pa3aen 4.10 u
CHOTBETHATa TeMIIepaTypHa MPoTrpama;

(1) 20 mmxekuuu ot 0,5 um OT pa3TBOp Ha MIJIEYHA Ma3HUHA 3a JBa 10 TPU IHU
croOpasHo pazzaen 6.4.

Eeneorcka: KakaoBoTO Macio ce ChCTOM MNOYTH M3KIIOUHUTEIIHO OT KWW MpU
Brcoka temneparypa C50 no C56 tpurnuuepuan. MuxekuusTa ¢ KakaoBO Macio CIyXH
3a CHIENHAJIHO TPEABApUTENTHO TpeThpaHe B To3uW oOxBar Ha pgpirata Bepura. C
KUISIMTe Opu BUcoka Temneparypa C50 no C54 tpurnuiepund, MOrat Ja Bb3HUKHAT
YaCTUYHO KOe(MUIIMEHTH Ha BiusHUE J0 npubmusutenHo 1,20. O6udaitHO, ¢ TOBTOpHA
WHXXEKIMS Ha pa3TBOpP Ha MJIEYHA Ma3HMHA MOXE Jla C€ OYaKBa HaMallsiBaHE Ha
IFPBOHAYAIIHO BUCOKUTE KoehunmeHnTn Ha BiausHue 3a C50 mo C54. C Tpurnunepuam ¢
HUCKO aIliI-C YUCIIO, KoeunneHtute ce aoommxkasat 10 1. [IogroTsT ce Tpu IBOMKH,
ChOTBETHO Ha HAIBJIHEHUTE KOJIOHM CbhoOpa3zHo pazgen 6.2. IlpenBaputenHo
TPETUPAHUTE KOJOHU C€ MPOBEpSABAT, ChOTBETHO C aHAIM3 Ha MJIEYHATa Ma3HUHA 3a
PYTHHHO TE€CTBaHE.
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W3non3Ba ce nBoiikata ¢ Hai-g0OpUTE KOJUYECTBEHHM pe3ynTatu (KOSPHUIMEHTH Ha
BrnusHKe mouTH 1). Kononara He ce u3nons3Ba ¢ koeduimenTu Ha BiusHue > 1,20.

6.5.4. KaymmbOpupane

3a xanuOpupaHeTo OM clieBANO Aa OBAAT OMpeesieHH Koe(hUIIMEHTH Ha BIMSHUE Ha
ChOTBETCTBAIIUTE TPUTIUIEPUIN, KAaKTO W Ha XOJecTepojia Ha MJIeYHAa Ma3HHHA
(cranmapTu3upaHa Ma3HUHA) Ype3 M3IMOJ3BAHETO HA CTAHIAPTU3UPAHUTE TPUTIUICPUIN
(nmone Hacutrenute Tpuriunepunu C24, C30, C36, C42, C48 u C54, KaKTO U XOJECTEPOT;
ome no-podpe, gonbiaHuTeaHO C50 M C52). MexxauHHUTE KOS(DUIIMEHTH Ha BIIUSHHUE
Morar Ja 0b/1aT OTKPUTH Ype3 MaTeMaTuyecKa HHTEePIIoJIalusl.

Bceku nen TpsiOBa 1a ObJaT U3BBPIIBAHU OT JIBE A0 TPH KATMOPUPAHUS IPU U3IOI3BaHE
Ha CTaHJapTU3MpaHaTa Ma3HMHA. AKO c€ IOJydyaBaT MOYTH HJCHTUYHU PpE3yNTaTH,
KOJIMYECTBEHU PE3YNITaTh C JOOpPO BB3MPOM3BEKIAHE CE IMOCTUTAT C TPUTIUICPUICH
aHanu3 Ha mpobute. CTaHmapTH3UpaHaTa MJICYHA Ma3HHHA MMa TOJHOCT OT HSAKOJIKO
Mecera Py MaKCUMaJTHA TEMIIEpaTypa Ha CbXPaHCHUE OT

—18 °C u Taka MOXxe Ja ObJe U3I0I3BaHa KaTO CTaHIapT.

beneoxcka: KoeguuueHTsT Ha BIMSHUE Ha BCSKAa ChCTaBKa MOXKE ChLIO Ja Oble
OIpEIETICH dYpe3 H3MOJ3BaHAa Ha CTAHAAPTU3UpPaHA Ma3HUHA ChC CcepTH(UIMpaH
TPUIIIMLUPUICH CbcTaB, TakbB KaTo CRMS519 (Ge3BopHa MmieuyHa Ma3HMHA), OT
Wucturyra 3a pedepenTHr MaTepuanu u merpoiorusi, Geel, benrusi.

6.5.5. TemneparypHa nporpama, Hocell ra3 u Apyry yciIoBHs 3a TPUTIMLIEPHUIEH aHAIIN3
TeMIlepaTypHa IIporpama: I'bpBOHAauajHa Temmeparypa Ha kojoHata ot 210 °C,
MOJTbPrKaHa 3a €Ha MUHYTa, Clie]l ToBa ce mporpamupa npu 6 °C/min mo 350 °C u ce
MOAIBPIKA MPU KpaitHaTa TemmepaTrypa 3a IeT MUHYTH.

0
Temnepatypa Ha nerektopa u uHxkekropa: 370 C, CbOTBETHO.

Fbeneocka: Temmnepatypute (IbpBOHaYaNIHa TEMIIEpaTypa) Ha JETEKTOpa, HHKEKTOpa
U nenira 6u cieaBaio Ja ObaaT HoAAbpKaHU Ha KOHCTAHTHO HUBO (CHLIO U MPE3 HOIITA,
MOYUBHUTE U NPa3HUYHUTE JHHU).

Hocemr ras: asor, morok ot 40 ml/min

benexcka: Axo ce mznonssar 80 cM. KOJOHHU, MOTOKBT TpsAOBa Aa Obae Hal-Mayiko 75
ml/min N,. ITotoxsT Ha HOcemus Ta3 TpsAOBa 1a ce MOANbPKA KOHCTAHTEH (CBIIO H TPe3

HOIIITa, TOYMBHUTE U MpazHUYHUTE THU). [IOTOKBT OT HOCel ra3 TpsdBa Ja ce peryaupa
TOJKOBa TO4YHO, 4e C54 ma ce pastBapsa npu 341 °C, He3aBUCHMO OT JbJDKMHATA HA
KOJIOHATA.

Bpemerpaene Ha ananu3za: 29,3 MUHYTH.
O6em Ha unxextupane: 0,5 pl.

benexcka: Cnen BCSIKO MHKEKTUpaHE, CIPUHITOBKATA TPsiOBa c€ M3MUBA HAKOJKO IIBTH C
YHCT XEITAaH.
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FID- ycnoBust: B cbOTBETCTBHE € pa3aen 5.1

beneorcka: JleTekTOopbT 3a WOHM3alMs HA IUIAMBK CE€ 3arpsiBa B HAYAJIOTO HA BEKHU
paboTEH JeH.

7. AuTerpanus, oneHKa 1 KOHTPOJI Ha YCJI0BHATA 32 U3MepPBaHe

Tpurnunepuan ¢ HedeTHO aii-¢ 4yucio (2n + 1) ce KOMOMHHpAT ¢ MPEAXOJAHOTO TO-
MaJIKO YEeTHO 4Hucio Tpuriuuepun (2n). Huckure cpabpkanus Ha C56, ¢ mo-manka
rpaHUlla Ha BB3IPOU3BEXKIAHE, HE ce€ B3emMarT 1oja BHuMaHue. OcraBamure
TPUTTUIEpUIU (ITMKOBa MOBBPXHOCT) B XpOMaTOrpaMara, BKIIFOUUTEIHO XOJeCcTepo (C
muk Omm3o 1o C24) ce yMHOXKaBaT ChC CHOTBETHUTE KOC(UIIMEHTH HA BIUSHUE HA
CTaHJapTHAaTa Ma3HUHA (MOCJIETHO KaluOpupaHe) U 3aeAHO ce Hopmanusupar ao 100.
OcBeH CBOOOIHMAT XOJECTEPOJ, 1O TO3M HAUYMH Ce oueHsABaT W Tpuriuuepuaure C24,
C26, C28, C30, C32, C34, C36, C38, C40, C42, C44, C46, C48, C50, C52 u C54.
Pesynrarure ce u3paszssat B TersioBHU miporieHTH (T./100 1.).

OneHkata Ha XpOMaTOrpaMHHTE IHKOBE OW cieaBaio Ja ObJe H3BBpPIIBaHA C
MHTETPATOp, ¢ KOUTO MOXe Ja ObJe MoKa3BaHa OCHOBaHATa JUHHA. Bb3MokHa € pe-
MHTErpanus ¢ ONTUMHU3UPAHU MTapaMeTPH Ha UHTErpaIusTa.

Qurypu 5 u 6 mokasBaT JABa NpuUMepa HAa TPUITUUEPUIHU Xpomarorpamu. durypa 5
MOKa3Ba XpoMarorpama, KOsTO MOXKe Ja Obae oleHeHa Jobpe, aokaro d¢urypa 6
MpeJICTaBiIsABa CriopajnyHa rpemka B oomacrra ot C50 mo C54, kaTo OCHOBHATA JIMHUS
ce IBUXH HEIMpPaBWIHO, B cpaBHeHUE C¢ (urypa 5. TakuBa TUMUYHHU TPEUIKA MOraT Ja
ObIaT OTKPHBAaHM C MO-TOJSIMA CHTYPHOCT, KakTO W Jna OBbJaT M30SATBaHU, CaMO C
W3IMOJI3BaHETO HA UHTETPATOP, C KOMTO Cce MOKa3Ba OCHOBHATA JTMHUSI.

Queypa 5
JlecHa 3a oOmeHKa TPUIJIMLIEPUAHA XpPOMATOIpaMa Ha MJIeYHA Ma3HHMHA, C
HAYepTAHA OCHOBHA JIMHUS

C38
€52

C40 €50
C36
f c48
c42 C4b

C44
C34 C54
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Queypa 6

Fpemno HHTEIrpUupaHa XxpomMartorpama Ha MJjieidHa MasHUHa

Cc38

| ca0
c36

C34

C32

Chol.

cee | |

ca2 C46
C44

C52
C50

C54

I

incorrect integration

3a KOHTPOJMPAHETO Ha YCJOBUSATA Ha U3MEPBAHE, 32 PA3IMUHUTE TPUTIIULIEPUINA MOTAT
na ObJaT W3MON3BaHU OTHOCUTENHUTE cTaHAapTHU OoTkKiIoHeHus (RSD: koedurueHt Ha
otkionenne x100), magenu B Tabmuma 1. Te O6sxa w3uuciaeHu ot 19 mociemoBarenHu
aHaJIM3a Ha eJIHa U ChIlla MJICYHA Ma3HHHA.

b. mp.: incorrect integration: HelpaBUJIHA UHTETPALIHS

Tabnuya 1

OTHocuTeTHM cTaHAAPTHU OTKJIOHeHUs: (RSD) Ha TpUrIMUEPpUIHM CbIbP/KAHHA
(n=19)

Tpurnuuepun RSD (%)
C24 10,00
C26 2,69
C28 3,03
C30 1,76
C32 1,03
C34 0,79
C36 0,25
C38 0,42
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C40 0,20
C42 0,26
Ca4 0,34
C46 0,37
C48 0,53
C50 0,38
C52 0,54
C54 0,60

Axo RSD-croiiHOCTHTE ca 3HAYMUTEIHO MO-BHCOKH OT CTOMHOCTUTE B TaOmuma 1, To
xpomaTorpadckuTe yciaoBHs HE ca MOIXOJSAIIN U MPerpaauTe WK MOTOKBT HOCEN] ra3
TpsiOBa ja OBAAT MPOBEPEHU. B MOMBIHEHNE, MATKA YAaCTHUIM HA Mperpajara Moxe Ja ca
oOpa3yBalii OTJIaraHusi BBPXY CTBHKIEHATa BaTa Ha BXOJa Ha KOJIOHaTa MOXE Ja €
CTaHaJla HETOHA 32 U3MOJ3BaHE B PE3YJITAT HA U3HOCBAHE, TEMIIEPATYPHU BIUSHUS U TIP.

(Bmx ¢urypa 3).

beneocka: anenure B Tabnuia 1 CTOMHOCTH HE ca 33bJDKUTEIHU, HO Ca MHAUKATHBHU
3a LENUTe Ha Ka4yeCTBEHUS KOHTpoJ. Ako, obaue, ce mpuemar mo-Bucoku RSD-
CTOWHOCTH, TPAaHUIMTE HA MOBTOPSEMOCT M Ha BB3MPOM3BEXKIAHE, TaICHU B Touka 11,
TpsiOBa 1a ObAAT CHOIOIAaBAHH.

8. KauecTBeHO OTKpMBaHe HA YY:KIU Ma3HUHU

3a OTKpUBAHETO HAa UYKIM Ma3HMHU Osxa pa3paboTeHu (HOpMYNIHUTE Ha TPUTIUIEPUT
(Tabnmuua 2) ¢ S-rpanunm (Tabnauia 3), B KOUTO S-CTOMHOCTHUTE Ha YHMCTUTE MIICUHU
Ma3HMHHM MOTaT Jia BapupaT. AKO Te3W TpaHUIM CE€ HaJBHUIIABAT, TO CE MpeAaroara
HaJTMYUETO Ha TyKJ1a Ma3HHUHA.

Haii-uyBcTBUTENHATA hOopMyIa 32 OTKpHUBaHE MPHUOABSIHETO HA CBUHCKA Mac €, Harlp.:

6,5125 -C26 + 1,2052 -C32 + 1,7336 -C34 + 1,7557 -C36 + 2,2325 -C42 + 2,8006 -C46
+2,5432 -C52 +0,9892 -C54 =S

beneorcka: Upes3 umsnon3BaHeTo Ha 755 pa3nuyHU NMpoOW HA MJIeYHA Ma3HUHA Oe
ompexaeneH 99 %-en obxBaT Ha curypHocT Ha S = 97,96 — 102,04 3a npoOu Ha yncra
MJIEYHA Ma3HUHA ChC CTAaHJAAPTHO OTKJIOHEHHE 3a BCUUKU S-cToiHOocTH SD = 0,39897.
W3xoxnaiiku OT TPUTTUIIEPUIHUS ChCTaB Ha mpo0Oa HAa HEM3BECTHA Ma3HHMHA, TaKaBa
(dhopmyna mo3BoJIsBa, O€3 U3MOI3BAHETO HA KOMIIOTHD, /1a C€ MPOBEPH IO MPOCT HAYUH
Jalyd cymMara Ha TPUTIHIEPUAHUTE ChAbP)KAHUSA, MPEIBUIECHH TYK ChC CHOTBETHUTE
koeduImenTH, nomajaa u3BbH o0xBaTta ot 97,96 - 102,04 u ganu, Mo BCsAKAa BEPOSTHOCT,
CTaBa BBIIPOC 3a MPUOABsIHE HA YyXk/1a MAa3HHUHA.

Tabnuma 2 nokasBa pa3IuyHU TPUTIIMLEPUIHU (HOPMYIIH 32 OTKPUBAHETO Ha PA3IUYHU
Yy>KIM Ma3HUHHU. 3a OTKPUBAHETO HA COEBO OJIMO, CIBHYOIJIEAOBO OJUO, MACIMHOBO
Macjo0, pariyHoO OJIMO, JICHEHO OJINO, KUTHO OJIMO, IIAPEBHYHO OJIMO, OJIMO OT MaMyK U
XUAPUPAHO PUOHO OO, 32 KOKOCOBA M MAJIMOBa Ma3HWHA, KAKTO U 3a MaJIMOBO OJHO U
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TOBEXKa JIOi, MOKe Ja Ob/Ie u3mon3Bana ooa Gopmyna.

Teii KaTO TPUMIIHMLIEPUIHUAT CHCTAB HA YYKIUTE Ma3HHHA € ChIO0 NpEAMET Ha
Bapualyy, OsXa W3MOJ3BAaHU 1O YETUPH pPa3INyHU, EKCICPUMEHTATHO W3MEPEHU
TPUIIIMIEPUIHA JAHHUA Ha YyXKJa Ma3HWUHA OT eauH u cbin Tum. (KbM eqHM W chim
TUTIOBE YYK/1a Ma3HUHA € B3€Ta € MPEABHUJ Hai-MaIKO OJIaronpusiTHaTa TpaHMIa (BIK
Tabnuna 4)).

Cbc cnenHara ,,001a Gopmyna”, 3a BCHYKH 4y>KIAM Ma3HUHH MOTaT Ja ObJaT MOTydeHH
0 MOA00EH HAYUH 100U pe3yiTaTu:

2,7575 -C26 + 6,4077 -C28 + 5,5437 -C30 — 15,3247 -C32 + 6,2600 -C34 + 8,0108 -C40
—5,0336 -C42 +0,6356 -C44 + 6,0171 -C46 =S

N3uncnenusra 3a OTKPUBAHETO HAa BCSIKAKBH KOMOWHAIIMM HA YyXKJa Ma3HMHA B MIICYHA
Ma3HMHA TIOKa3BaT, Y€ Hamp. BBIPEKH HHUCKaTa IpaHUIA C JajcHaTa B Tabiauna 2
¢dbopmMya Ha CBUHCKA Mac, a UMEHHO OT 2,7 %, Ipyrd Ma3HUHHU KaTO KOKOCOBA Ma3HUHA,
MMaJIMOBO OJIMO WJIM MaJIMOBa Ma3HWHA C TPaHUIIM HA OTKpUBaHE, CbOTBETHO OT 26,8, 12,5
u 19,3 %, morar ga ObaaT OTKPUTH C Ta3W (GopMya, caMo ako KbM MIIYHATa Ma3HHUHA
ca 100aBeHH M3KIFOUYUTEIIHO TOJIeMH KOJM4yecTBa. ToBa ce mpujara u 3a Apyru Gopmyinu
B Tabimuma 2.

Tabnuya 2

Tpurauuepuanu GopMyJiu 3a OTKPUBAHE HA PA3TUYHU YYKIAUM MAZHUHHU B MJIEYHA
Ma3HHMHA, ¢ HHAMKMPAaHe HA CTaHJAAPTHUTe oTKJIOHeHust SD 3a S

CDopMyna 3a COCBO 0JIMO, CIbHYOTJIICIOBO OJIMO, MACIIMHOBO MAcCJiO, pallMdYHO OJIMO, JICHCHO 0JIMO,
JKUTHO OJINO, HAPCBUYHO OJIMO, OJIMO OT IIaMYK U pI/I6HO OJIO

2,0983 -C30 + 0,7288 -C34 + 0,6927 -C36 + 0,6353 -C38 + 3,7452 -C40 — 1,2929 C42 + 1,3544
‘C44 + 11,7013 -C46 +2,5283 -C50=S; SD =0,38157

dopmyIa 3a KOKOCOBA U TAJIMOBA Ma3HUHA

3,7453 -C32 + 11,1134 -C36 + 1,3648 -C38 + 2,1544 -C42 + 0,4273 -C44 + 0,5809 -C46 + 1,1226
‘C48 + 1,0306 -C50 + 0,9953 -C52 +1,2396 -C54=S; SD=0,11323

<D0pMyJ1a 3a MajJMOBO OJIMO 1 I'OBEXAa JOH
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3,6644 -C28 + 5,2297 -C30 — 12,5073 -C32 + 4,4285 -C34 — 0,2010 -C36 + 1,2791 -C38 +
6,7433 -C40 —4,2714 -C42 + 6,3739 -C46 = S; SD = 0,81094

dopmyra 3a CBUHCKA Mac

6,5125 -C26 + 1,2052 -C32 + 1,7336 -C34 + 1,7557 -C36 + 2,2325 -C42 + 2,8006 -C46 + 2,5432
‘C52 40,9892 -C54 = S; SD = 0,39897

[lopanu TOBa, 3a mpoBepkara Ha NpoOa Ha HEMo3HAaTa Ma3HMHA TPsAOBa na ObIAT
U3MOI3BaHU BCUYKU (opMynHu, JaJeHd B Tabmuua 2, u obmarta dopmyna (2), ako
npodara 1o BCsika BEPOSITHOCT € CMEC OT MJICYHA Ma3HHHA U €Ha OT 14 pa3IndyHu qyKIu
Ma3HUHM WJIM KOMOMHAIMS OT TE3M YYXIM Ma3HHHU. AKO TpU aHAIM3HPAHETO Ha
TPUIIIHIEpUIA HA MPpoOa Ma3HUHA C€ MOIydaBa S-CTOMHOCT, KOSTO MPHU CaMO €AHa OT
nerre (GopMynu Tonaaa M3BBH OOXBaTHTE Ha TabimuIa 3, TO ToraBa mpoOarta Haii-
BEPOSITHO € MOAudHUIMpaHa MIeyHa Ma3HHHA. OTKPHBAaHETO Ha Yy)XJa Ma3HHHA B
MJICYHAa Ma3HUHA MOCPEACTBOM €IHA OT YeTupure GopMyiu B Tabiuia 2 HE TO3BOJISIBA
na ObJaT HaPaBEHH 3aKIIOYCHHS 32 THUITAa KOMOWHAIMS OT YY)KIM Ma3HHHU.

Tabnuya 3
S-rpaHuNy 3a MJIEYHH MAa3HUHH

dopmyia 3a OTKpUBaHE Ha OO6xBat Ha S-cTolHOCTUTE

COEBO OJIHO, CIBHYOIJIEAOBO OJIMO, MACIUHOBO
MacJio, Pamu9YHO OJIMO, JICHEHO OJIMO, JKUTHO
ONIMO, I[ApEeBUYHO OJHo, onuo oT mamyk u | 98,05 — 101,95

pPUOHO 0JIHO 99,42 — 100,58
KOKOCOBAa ¥ ITaIMOBa Ma3HUHA 95,90 — 104,10
MAJIMOBO OJIMO M FOBEX/IA JIOH 97,96 — 102,04
CBHUHCKA Mac 95,68 — 104,32

obma dhopmyna

B tabnuua 4, rpaHunuTe Ha OTKPUBAHE 3a PAa3IMYHUTE YYXKIU MAa3HUHU ca AajeHu ¢ 99%
curypHocT. IIbpBaTa KoJlOHA MOKa3Ba MUHUMAIHHUTE TPAHUIM HAa OTKpUBAHE 3a Haii-
nobpata dopmysa 3a MiaedHa Ma3HHWHA B Tabnuna 2. BB BTOpara KOJOHA ca NajeHu
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rpaHHUIIMTE Ha OTKpHUBaHE 3a oOmiara ¢opmyna. Benpeku, 4e rpaHuITe ca B M3BECTHA
CTEIEH I0-BUCOKH, caMO Ta3u (opMyia € HeoOXoauma 3a OTKpPHBAaHE Ha MAJIKO IO-
roJIeMU KOJHMYECTBA UyKIM MazHUHU. C BCHUKH (GOPMYIIH MOTAT Ja ObJaT OTKPUBAHU H
KOMOMHAIMM Ha pa3idHd 4ykad Ma3HuHM. OOXBaTtuTe Ha BapHpaHe Ha
TPUIIIMLEPUIUTE HA PAJIMYHU YY)KIU MAa3HUHU OT €IUH THUII HAMAT 3HAYUTEIIHO BIUSHUE
BBPXY I'PAHULIUTE HA OTKPUBAHE.

Tabnuya 4
99% rpanuuM Ha OTKpPUBaHe 4pe3 NMPUOABSIHE HA YYKIa Ma3HHHA KbM MJIEYHA
Ma3HuHa B %

WnuBunyanna popmyna O611a
dhopmyiia

CoeBo 05110 2,1 4.4
CapHUOrNIENOBO ONIKO | 2,3 48
MAacJIMHOBO MAacjio 2,4 4.7
KoxkocoBa ma3HuHa 3,5 4.3
[TasmmoBO oo 4.4 4.7
[TaiiMmoBa Ma3HHUHA 4.6 5,9
Panuuno onuno 2,0 4.4
Jleneno omnmo 2,0 4.0
JKutHO oo 2,7 6,4
[HapeBuuHO 07MO 2,2 4.5
Onmo ot mamyk 3,3 4.4
CBHUHCKa Mac 2,7 4.7
T'oBexxma mon 5,2 54
XuapupaHo pubHO 5.4 6.1

0JIHO

Beneosicra: S-o0xBaTHuTe Ce M3YMCIABAT MO TaKhbB HAYWH, Y€ HAIUYHETO HA TYXKJa

Ma3HUHA c€ MpeJroara, ako rpaHUIUTe Ha WHAMBUyanHaTa GOpMyNa ca HaJBHIICHU
(Bmk Tabnuua 4).

9. Kosim4ecTBeHO onpe/esisiHe HA YyKIa Ma3HUHA
C ornen na ce Moixy4u KOJM4YecTBEHa MH(OpMAIHS 32 ChABPKAHUETO Ha Uy)KJa Ma3HUHA
B ITpo0a MiledyHa Ma3HHMHA, CE U3I0JI3Ba cieHaTa popMmyIa:

X (%) =100 -| (100 — S)/(100 - S|,

KbJIETO:

X € KOJIMYECTBOTO Ha HEW3BECTHA UY)KJa Ma3HMHA WIM CMEC OT UyXKXIU Ma3HUHU B
HEero3HaTa MJIeYHAa Ma3HUHA. S pe3yaTHpa OT NpHOaBSHETO Ha HEMO3HaTa uyXkzaa
Ma3HUHA 4Ype3 BHACSHETO HA TPUIIHUIEPUIM HA CMeCTa OT YYKIM Ma3HMHH/MIIEYHA
Ma3HMHA B ropHaTa TpUriHuepuaHa ¢popmyna. AKo KbM MJIEYHATa Ma3HUHA ce MpUOaBu
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HEIMO3HATa YyXXJa Ma3HUHA, CpeHaTa S-CTOMHOCT Ha Pa3MYHUTE YyXIM MA3HUHU 3a
obmara (popmyia € nzdpana 3a Sg; Tasu CpeJiHa S-CTOMHOCT € MOJIy4€eHa YPE3 BHACAHETO

Ha TPUTIHICPUIHUTE JAaHHW HA YUCTHTE YY)XIU Ma3sHUHM B Tazu ¢GopMmysna U upes3
M3YMCIISIBAHETO HA CpeiHa CTOMHOCT (Sp = 7,46). JloOpy KONMYECTBEHU PE3YNITATH 32

BCUYKH MPHOABSIHUSI HA YyXKJa Ma3HUHA CE MOJy4yaBaT ¥ Ype3 U3MoJ3BaHe Ha (hopMyrara
3a aJIMOBO OJIMO/TOBEXK A JIok (Tabnuua 2) u cpeanara S-croiinoct or 10,57.

[Ipu mo3naTH TUMOBE YyXkJa Ma3HWHA, B ropHara ¢opmyna TpsOBa na ObAAaT BHECEHU

CJIEIHUTE S_-CTOMHOCTH, KaTo TpsAOBa ga Obje u30bpaHa chOTBETHATa (hopMyJIa 3a dyKaa
Ma3HUHA OT Tabnuma 2:

Tabauya 5
S-CcToiiHOCTH HA PA3JIMYHH YYKIH MASHHHH

Yyxma MmazHuHa S¢

CoeBo 05110 8,18
CI'bHYOIJICI0OBO OJIHO 9,43
MaciaruHOBO Macio 12,75
KokxocoBa ma3zHuHa 118,13
[TarmmoBo macio 7,55
ITanMoBa Ma3HHHA 112,32
Pannuno onmo 3,30
Jleneno onno 4,44
JKutHo ommo 27,45
apeBuuHO 011110 9,29
Onuo ot namyk 41,18
CBHUHCKa Mac 177,55
ToBexna noit 17,56
Pu6nO onmo 64,12

10. O6xBaT Ha NPHUJIOKEHHE HA METO/1a 32 OTKPUBaHe
OnucaHusT MeToA ce Impujara KbM HEMakeTHpaHW Mieka U ce Oasupa Ha
MPE/ICTaBUTEIIHOCTTA Ha MPOOUTE MJIeUHa Ma3HUHA.

bu Ouiao0 BB3MOXKHO MHOTO CHEIM(PUYHO OTKPHBAHE, aKO 3a MPEACTaBUTEICH Opoi

MJICYHU Ma3HUHH C€ M3BEXIAT (OPMYIH, KaKTO ca OMHCAaHH IO-TOpe, 3a Pa3uuHHUTE
CTpaHH.
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[To-koHKpeTHO, OM MOIJO Ja UMa MOAXOASIIM BB3MOKHOCTH 3a OTKPHUBAHETO, aKO
dbopMynuTe, KaKTO Ca ONHUCAaHH TYK, 32 Pa3JIMYHUTE CTPaHH Cca CHCTABCHH OT
Mpe/ICTaBUTENIeH Opoil MIIeUHU Ma3HUHU. B TO3M cilydail He ce M3KMCKBa U3MOJ3BAaHETO Ha
CIIO)KHH KOMITIOTBPHU TPOTPaMH, aKO C€ MpWiIaraT TPHUTIHICPUIHUTE KOMOWHAIINH,
U3MOI3BaHu B Tabmua 2, 1 KOe(pUIIMEHTUTE Ce OMPEENIAT OTHOBO Ype3 U3IMOI3BAHETO HA
METO/Ia Ha Hall-MaJIKHUs KBajpar.

[Ipu mpumaranero Ha S-o0XBaTHWTe, KakTO € IMOKa3aHo B Tabnwma 3, dopmynure ce
npujaraT IO TPUHIMI TPH KOHKPETHU YCJIOBUSL HAa XpaHEHe, Karo Hampumep
HEJIOXpaHBaHE WM XpaHCHE Ha KpaBHTe ¢ XpaHuTenHa Mas win Ca-camynu. Camo B
cllyyail Ha W3BBHPEIHH YCJIOBHS HA XpaHEHe (Hamp. MOeMaHe Ha TOJIEMH KOJHYECTBA
YUCTH Ma3HUHH B XpaHa, U3IOJI3BaHe Ha rojeMu koiudectBa Ca-cammyHu, KOMOMHUPAHU
C Ma3HMHa B XpaHa W 1p.), GOpMyJIWTEe TOKa3BaT 4YacCTUYHO HAJIMYUETO Ha
MouUIpaHa MIIEYHA Ma3HUHA.

beneorcka: [lo mpuHuMN, QpakUMOHUPAHUTE MJICYHU Ma3HUHU C€ NPU3HABAT KaTo
HeMoAu(UIIMpaHa MIIeYHa Ma3HUHA, aKO MOAK(UKauATa ce IpeAarnoara camo Ha 6a3aTa
Ha [IpeBUIIEHWE Ha rpaHuuure. QPopmyauTe MOKa3BaT MOAUPUKALUI CaMO C
(GpakuMOHMpPAaHU MJIEYHU Ma3HHUHU C HEOOMYaeH ChCTAaB Ha MIIEYHA Ma3HUHA, KaKbBTO €
Hamp. CIy4yasT ¢ TBbpAa (Qpakuus, MoIydeHa ¢ (pakuHOHUPaHE Ype3 (HU3HYHH METOH
IIpU BUCOKHU Temrieparypu oT npubimsntenHo 30 °C u ¢ HUCKM pe3yaTaTd OT HSAKOJIKO
IPOLEHTA, WK ¢ PpakuuOHUpaHe ¢bC cBpbXxkputHieH CO,,.

@paknMOHMpPAaHETO HA MJEYHAaTa Ma3HHHA MOXe, obade, 1a OBJE OTKPUTO Upe3
U3II0JI3BaHE HA JPYTH NMPOLEAYPH, HAIP. AU(epeHIIHaTHO-CKaHUpalla-KaTOPUMETPHSL.

11. TounocT Ha MeTOAa
N3non3Banata miiedHa Ma3HUHA ce ompenaens Ha 0a3ara Ha ¢popMynauTe OT Tabauna 2 u
S-o0xBaTure B TadIHIA 3.

11.1. IToBTOpsieMmocT

Paznuka Ha S-CTOWHOCTHTE OT JBE OINpPENEIISTHUS, U3BBPIICHN B PAMKHUTE Ha BH3MOXKHO
Hall-KpaTKUsl CPOK OT €MH OnepaTop MpH M3MOJI3BaHE Ha ChlLlaTa NpoIleaypa, BbPXY
UACHTUYEH MaTephall Ha Tpodata M TPU CHIIUTE YCIOBHUS (CHIIOTO JIMIE, CHIIUTE
MHCTPYMEHTH/CBIINUTE YPEH, ChlllaTa Jadoparopus):

Tabauya 6
I'panuum Ha moBTOpsieMocT (r) 3a pasau4yHuTe popmyiu

®opMyia 3a OTKpUBaHE Ha r

COEBO OJIHO, CAHHYOTIIEI0BO OJIHO, MACIIMHOBO
Maclio, pamu4yHO OJHUO, JICHEHO OJIHO, JKUTHO
OJINO, T[APEBHYHO OJIMO, onro OT mamyk u | 0,67
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pUOHO 0JTHO 0,12

KOKOCOBa ¥ I1aJIMOBa Ma3HWHA 1,20
ITAJIMOBO OJIHO U TOBEX A JI0H 0,58
CBHUHCKA Mac 1,49

obma gopmyna

11.2. Be3npousBexnane

Paznuka Ha S-cToMHOCTHUTE OT /1BE€ ONpPEIEISHUS, U3BBPLIEHN OT ONEPATOPU B Pa3IUUHU
nabopaTopuu, MPH U3MOJI3BaHE Ha ChIIATAa MPOLEAypa BbPXY MACHTUYCH MaTepuan Ha
npobara ¥ IpU PA3IUMYHU YCIOBUA (Pa3iIUYHO JIMIE, Pa3IMYHU HMHCTPYMEHTH) IIO
pas3IM4YHO BpEME.

Tabnuya 7
I'pannum 3a Bp3npoussexaane (R) 3a pasianunure popmysiu

dopmyra 3a OTKpUBaHE Ha R

COCBO OJIMO, CITBHUOIJICIOBO OJIMO, MAaCIUHOBO
MAacJIo, PAmU4HO OJIHO, JICHEHO OJIMO, JKUTHO
OJINO, I[APEBUYHO OJMO, onuo OT mamyk u | 1,08

pUOHO 01THO 0,40
KOKOCOBAa ¥ IaJIMOBa Ma3HHUHA 1,81
MaJIMOBO OJIMO U TOBEXKA JIOU 0,60
CBMHCKa Mac 2,07

ob1ma ¢popmyna

11.3. KputnuHna pasnuka

Kputnunure paznuku 3a BCHYKM S-00XBaTW Ha Tabnuia 3 morar aa ObAaT HU34YHCICHU
(IBOWHU aHaNM3W) C TPAaHUIUTE Ha TMOBTOpseMocT (r) U Ha Bb3mpousBexaanero (R).
CBHOTBETHHATE CTOMHOCTH Ca JaJeHH B Tadaua 8.

Tabauya 8
KpuTtuunu pazinku 3a BCHUKH TPULJIHIepuInu GopmyJin

®opmyiia 3a OTKpHUBAHE Ha obOxBar
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COEBO OJIMO, CIIBHYOIIIENOBO OJIMO, MACIUHOBO
MAacJio, Pamu4HO OJIMO, JICHEHO OJIMO, JKUTHO
OJIMO, I[APEBUYHO OJHO, onro OoT mamyk u | 97,43 — 102,57

puOHO 0JTHO 99,14 — 100,86
KOKOCOBAa ¥ ITaJIMOBa Ma3HWHA 94,91 — 105,09
[IaJIMOBO OJIMO U TOBEX1a JION 97,65 — 102,35
CBHHCKA Mac 94,58 — 105,42

obma dopmyna

11.4. [IpueMJIMBOCT Ha PE3yATATUTE

Benuku kanubpupanu ChC 3aKpBIVICHHE J0 BTOPHUS JCCETUYCH 3HAK TPUTIUICPUTHU
ceabpxkanus Ha C24, C26, C28 nmo C54, kakTo M XojecTepos, TpsAOBa na Obaar
HOpMau3upanu TouHo 1o 100.

Pesynrarture Ha ABOWHUS aHANU3 C€ M3IMOI3BAT KaToO MPOBEPKA 3a MOBTOPsIEeMOCTTa. AKO
abcooTHATa pas3liika MEXKIy JaBara S-pe3yirara 3a BCHUKHUTE IE€T TPUTIUIEPHUIHU
dbopMynn He TpeMHUHaBa TIPaHULUTE Ha TMOBTOPAEMOCT r B Tabmuua 6, TO ToraBa
M3UCKBAHETO 3a MOBTOPSIEMOCT € U3IBJIHEHO.

3a KOHTPOJI BbPXY ONTHUMAIHUTE YCIOBHS 3a Ta3oBa Xpomarorpadus, U MO-CHEIUATHO
KaueCcTBOTO Ha KOJIOHaTa, OM ClIeJBajio Ja ce rapaHtupa, ye ¢ 10 moBTapsimm ce cepuu
pasnuKaTta MeXAy MaKcHUMallHaTa W MHHHMalHaTa S-CTOMHOCTHM Ha BCHUYKUTE IIET
TpUTrIULEpUIHN (GOpMyJM HAMa Ja HaJBHILIaBa 0OXBaThT X I, Kato X = 1,58 (3a 10
cepuu, BIXK no3oBaBaHe (16)), 1 TpaHUIUTE HA MOBTOPSEMOCT T 32 pa3NuYHUTE POPMYIH
B Ta0mIa 6.

12. luTupanu cTaHAapTH

DIN 10 336: 1994 Nachweis und Bestimmung von Fremdfetten in Milchfett
anhand einer gaschromatographischen Triglyceridanalyse

IDF crangaprt 1 C: 1987 Munsiko. OnpenensHe Ha ChIbPKAHUETO HA Ma3HUHM — Rose-
Gottlieb- Gravimetric-mero
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Milchwirtsch. Forschungsber. 42 139-154 (1900).

10. Precht, D.: Koumpon na uucmomama na maie4na MA3HuHa ¢ 2a308 XpOMAmozpagpcku
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omkpugane ¢ mpuenuyepuoosu popmyau. Il. Konuuecmsena oyenka na cmecu om 4yxncou
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13. Precht, D.: I'azosa xpomamoepaghus na mpueruyepunu u Oopyeu aunuou 6bpxy
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15. Molkentin, J., Precht, D.: Cpasunenue na ob6umu u Kanuisipnu KOJIOHU 3a
KOIUYECMBeHa 243084 XpOMAmMozpagus HA mpueiuyepuou 6 MIAeYHA MA3HUHA.
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1IPHIIO’KEHUE XXVI

CIIMCBK HA PEI'VTAMEHTHUTE, HASOBAHMU B IITbPBATA YACT

— Permament (EMO) Ne 1216/68 na Kommcusara or 9 asryct 1968 r. 3a
YCTaHOBSBAHETO HAa METOJIa 3a OIpeleisiHe Ha ChIBbPKAHUETO Ha JIAKTO03a B CMECH OT
XPAHUTEIIHA TPOJLYKTH, BHECEHH OT TPETU CTpaHI/Il, n3meHeH ¢ Permament (EMO) Ne
222/88 na Komwmcumsta ot 22 nmekemBpu 1987 T. 3a W3MEHEHHE W JOIBIHEHUE HA
OTlpeseliecHl MEpPKU 3a MPUIAraHeTo Ha ollaTra ma3apHa OpraHm3alis B CEKTOpa Ha
MISIKOTO H MIICYHHTE IPOLYKTH ClIe] BhBEXK/IaHeTo Ha KOMOUHIpaHaTa HOMEHKIATYpa’;
— Permament (EMO) No 3942/92 wa Kommcusara or 22 nmexkemBpu 1992 r. 3a
Ch37aBaHETO Ha peepeHTEH METOJ 3a ONPEICNIHETO HA CUTOCTEPUH M CTUTMACTEpO B
MAacJI0 3a MNPOU3BOJICTBO Ha MaprapI/IH?’, nocienno u3MeneH ¢ Permament (EO) Ne
175/1999 na Komucusra 3a usmeHenue Ha Permamentu (EMO) Ne 3942/92, (EO) Ne
86/94, (EO) Ne 1082/96 u (EO) Ne 459/98 3a ch3naBaHeTo Ha peepeHTHH METOIH 32
ONpEAENsHETO Ha HAKOW WHIMKATOPU 3a TMPOCIeIsBaHe 3a Maclo, Macjio 3a
IIPOM3BOJCTBO HA MAPrapyH U CMETaHa';

— Pernament (EO) Ne 86/94 na Komucusara ot 19 suyapu 1994 r. 3a cb3naBaHeTo
HAa pedepeHTeH METO[ 3a ONPEACISHETO HA CUTOCTEPHH M CTHIMACTEpOl B MACIo’,
nocaenHo usMenenu ¢ Permament (EO) Ne 175/1999;

— Permament (EO) Ne 2721/95 nma Komucusita ot 24 nHoemBpu 1995 r. 3a
Ch3JaBAaHETO HA MpaBHJIA 32 MPHJIAraHeTo Ha peepeHTHH U PYTUHHU METOAM 33 aHallu3
Y Ka4eCTBEHO OIICHSBAHE HA MJISIKO M MJICYHHM MPOJYKTH MpU oOIaTa OpraHu3aius Ha
na3apa6;

— Pernament (EO) Ne 1080/96 na Komucusra ot 14 rouu 1996 r. 3a cb3gaBaHero Ha
pedepeHTeH MeTo/1 32 OTKPUBAHETO Ha (JOPMHU HA KOIU OaKkTEepUH B Macio, 00e3MaciIeHO
MJISIKO Ha TIpaxX U Ka3euH /Ka3eHaT! ;

— Pernament (EO) Ne 1081/96 na Komucusita ot 14 rouu 1996 r. 3a cb3aaBaHeTo Ha
pedepeHTeH METO/] 32 OTKPUBAHETO HA KpaBe MIIKO M Ka3€HATH B CUPEHA, MPOU3BEICHH
OT OBYE MJISIKO, KO3€ MIISIKO MJIM OMBOJICKO MJISIKO MJIM CMECH OT OBYE, KO3€ U OMBOJICKO
MIIIKO ¥ 3a OTMeHsiHe Ha Permament (EMO) Ne 690/928;

— Pernament (EO) Ne 1082/96 na Komucusita ot 14 rouu 1996 r. 3a cb3gaBaHeTo Ha
pedepeHTeH MeTOA 3a OTKPUBAHETO Ha ETWJIOB ecTep oT Oera-amo-8' KapoTHHHA
KHCEJIMHA B KOHIEHTPUPAHO MACIO U Maci10’, n3MeHeH ¢ Periament (EO) Ne 175/1999;
— Pernament (EO) Ne 1854/96 na Komwmcusita or 26 cenrtemBpu 1996 1. 3a
CH37aBAHETO Ha CIIUCHK OT pe)epeHTHU METOIU, KOUTO CIIe/IBA JIa CE TpujIaraT 3a aHaJIu3

OB L 198, 10.8.1968 r., ctp. 13.
2OBL28,1.2.1988 ., ctp. 1.
OB L 399, 31.12.1992 r., ctp. 29.
OB L 20,27.1.1999 r., ctp. 22.
>OBL 17,20.1.1994 r., ctp. 7.

® OB L 283, 25.11.1995 r., c1p. 7.
"OBL 142, 15.6.1996 r., ctp. 13.
OB L 142, 15.6.1996 r., ctp. 15.
OB L 142, 15.6.1996 r., cTp. 26.
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M KaueCTBEHO OIICHSBAHE HA MIISKO M MIICYHHM MPOAYKTU MPHU 0OIaTa OpraHu3aius Ha
naaapalo, usMeneH ¢ Permament (EO) Ne 881/ 1999

— Permament (EO) Ne 880/98 na Komucusita ot 24 anpminl 998 r. 3a cb31aBaHeTo Ha
pedepeHTeH MEeTOJl 3a OmpeleNissHE Ha ChAbPKAHHETO Ha BOJA, CYXO BEIIECTBO 0e3
MAa3HIHH U Ma3HHHH B Maclo™;

— Pernament (EO) Ne 1459/98 na Komucusira ot 8 ronu 1998 r. 3a ch3maBaHeTo Ha
pedepeHTeH MeToA 3a ONpeAeTHETO Ha BaHWJIMH B KOHLIEHTPUPAHO MACIO, MACJIO MU

cMeTaHa , mocaeaHo u3meHeH ¢ Pernmament (EO) Ne 175/1999.

Y 0OB L 246, 27.9.1996 r., c1p. 5.

Y OBOL111,29.4.1999 r., ctp. 24.
20B L 124, 25.4.1998 r., ctp. 16.
B OBL193,9.7.1998 r., crp. 16.
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