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BeegeHue

Hactoswwuin crangapt «lpogykrel nuwessie. OnpepeneHve cogepXaHus BUTaMuHa A MeTOfoM BbICO-
KO3hpeKTUBHOM XUOKOCTHOM XpomaTorpacum» COCTOUT U3 ABYX YacTen:

—vactb 1: MamepeHue cogepxaHus NosHoro TpaHc-petTuHona 1 13-uuc-petuHona.

—vyacTb 2: NamepeHue copgepxaHus B-kapoTuHa.

Hacroswuin ctaHgapT npeacrasnser coboil OCHOBY Ansi aHanuTtuuyeckux metonos. OH npegHasHauveH
ONs UCMONb30BaHUS B KA4E€CTBE OCHOBbI, B KOTOPOW aHANMUTUK MOXET OLEHUTL CBOK COBCTBEHHYIO aHanuTu-
YecKyo paboTy B COOTBETCTBUM CO CTaHAAPTHOM npouenypomn.
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rOCYOAPCTBEHHbIA CTAHOAPT PECNYB/IUKU BEJNAPYCb

NPOAOYKTbI NULLIEBLIE
OnpepgeneHune cogepXxaHMA BUTaMMHa A METOAOM
BbICOKO3(P(PEKTUBHOMN XMOAKOCTHOU XpomaTorpadum
Yactb 1
M3mepeHue konu4ecTsa NONHOro TpaHC-peTUHONa U 13-yuc-peTuHona

NPAOYKTbI XAPYOBbISA
Bhi3Hau3HHe 3MSALIY3HHA BiTamiHy A meTagam
BbiCOKa3(peKkTLIyHaW BagKkacHau xpamararpadii
YacTka 1
BbiMsAp3aHHe KonbKacul noyHara TpaHc-paThiHONY i 13-LbIC-P3TLIHONY

Foodstuffs
Determination of vitamin A by high performance liquid chromatography
Part 1
Measurement of all-trans-retinol and 13-cis-retinol

Hara BBegenna 2013-01-01

1 O6nacTb NPpUMEeHeHuA

Hacroswuit cTaHgapT yctaHaBnuMBaeT MeTof, OnpefeneHus BUTamuHa A B NMULLEBLIX NPogyKTax ¢ no-
MOLLI0 BbICOKO3ChHEKTUBHOI XMAKOCTHOM Xxpomatorpacdum (BIXKX). OnpepeneHue copepxaHus BUTaMmuHa A
OCYLLECTBNAETCH NOCPEACTBOM U3MEPEHWUS COAEPXaHUA NMOJSIHOTO TpaHc-peTHona, 13-uuc-petuHona u Gerta-
KapoTuHa. B faHHyl0 YacTb BKITIOYEHO U3MEpEHUE COAEPXXaHUs MOJIHOMO TpaHC-peTuHona u 13-uuc-peTuHona.
OKCTPaKT, NOMYYeHHbI NOC/Ie OMbIIEHWUS B JAHHOM METOAE, MOXET ObiTb MCNONBb3OBaH ANis OrpeferieHust
6eTa-kapoTMHa B COOTBETCTBUM C METOAOM, YCTaHOBNeHHbIM B EN 12823-2:2000 «[MpopyKTsl nuwesbie.
OnpepeneHne copepxaHWs BUTaMUHA A METOAOM BbICOKOIH(EKTUBHOM >KUAKOCTHOW Xpomartorpacuu.
YacTb 2. OnpepneneHve cogepxaHus B-kapoTuHar.

2 HopmaTuBHbIe CChINKU

[ns NpUMeHeHuss HacTOsILLero cTaHgapTa HeobxoauMbl crieflylolme CCbifIoUHbIe CTaHAapThl. [ins He-

OATMPOBaHHBIX CCbUIOK NPUMEHSIIOT NOCIIEAHEe M3OaHMe CChIFIOYHOro CTaHAapTa (BKIoUast BCE €ro U3MEHEHUS).
EN ISO 3696:1995 Bopa gns naGopartopHoro aHanuaa. TexHuueckue TpeboBaHUA U METOAbI UCTILITaHWA
EN ISO 5555:2001 Macna u upbl XUBOTHbIE U pacTuTenbHble. OT6op Nnpo6

3 CyuwHoCcTL MeToAa

PeTuHON OMBINAIOT C NOMOLLBIO METAHOMLHOMO UMK 3TAHOJMILHOMO PacTBOPa MAPOKCUAA Kanusi U 3KCT-
parvpyloT NocpeAcTBOM COOTBETCTBYIOLIEro pacteoputens. OnpegeneHue npoBogaT metoaoM BIXKX
¢ conyopomMeTpuyeckum (P) unu ynstpacuonetossim (YO) netektupoBaHuem. Bewectea naeHTUnLmpyiorT
Ha OCHOBaHUW BPEMEHU YOEPXMBAHUA U KONTUYECTBEHHO OMNpeaensiioT C NOMOLLLIO METOAA BHELUHEro CTaH-
fAapTa ¢ UCMonbL30BaHUeM NoLLaaei Unm BeICoThI NUKo. [1] — [4].

4 PeakTuBbI

B xofe aHanuaa UCMonb3ayloT TONLKO PeakTUBbl NPU3HAHHON aHANMUTUYECKOW CTeneHn YUCTOThI U BoAy
He Huxe 1-i creneHu B cooteeTcTBUMM ¢ EN ISO 3696, ecnu HeT UHbIX yKasaHuiA.

4.1 MeTtaHon.
4.2 JtaHon aGcontoTHLIN, 06BbemHan pons, ¢ (C2HsOH) = 100 %.

W3paHue ocuumansHoe
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4.3 JraHon, ¢ (C;HsOH) = 96 %.

4.4 Cynndar HaTpus, 6e3B0HbLINA.

4.5 Pacteop mapookucu kanusa (KOH) ana oMbineHusa B COOTBETCTBYIOLUX MACCOBbIX KOHLEHTpa-
umsax, Hanpumep p (KOH) = 50 r/100 mn nnu 60 r/100 mn, unu cnupToBble pacTBopbl, Hanpumep 28 r KOH
B 100 mn cmecu 06LeMHbIX YacTen aTaHona uBoabl 9: 1.

4.6 AuTMOKCMAAHTLI, Hanpumep ackopbuHoBas kucnota (AK), ackopbart Hatpus, cynbcung HaTpus
(Na S), byrunmppoxkcutonyon (BI'T), nuporannon unu ruapOXMHOH.

4.7 PacTtBOpMTEnM ANA 3KCTPaKuwvw, Hanpumep AUITUNOBLIA acup (6e3 nepokcupa), du-usonpo-
NUNoBbIA achup, neTponeliHbii achup (¢ AvanazoHom kuneHus 40 °C — 60 °C), n-rekcaH, 6yTaHon unu coor-
BETCTBYIOLLUE CMECH U3 BELLECTB, NEPEYUCIIEHHbIX B HACTOALLEM NYHKTE.

4.8 NoaBwkHbie hasbl BIKX

Mpumepk! cCOOTBETCTBYIOLLUX CMecel (B 06beMHbIX AONAX) BKIOYAIOT B cebs:
— n-rekcaH + 2-nponadon (98 : 2);

— U30-OKTaH + 2-nponaHon (98,5 : 1,5);

— U30-OKTaH + uso-6ytaHon (98 : 2);

— n-rekcaH + n-6ytaHon (98 : 2);

— 2-nponaHon + n-renTaH, rpagueHT ot (0,5 : 99,5) no (8,5 : 91,5) 3a 12 MuH.

4.9 CtaHaapTHbIe BewecTBa

4.9.1 O6wme NONOXEHUNA

MonHbIi TpaHC-peTUHON (NOJHBIN TPaHC-BUTAMUH A, cnuptoBas chopmMa) U 13-LMC-PETMHON CYLLECTBYIOT B
HECKONbKUX hopmax M MOryT GbiTb NPMOGpETEeHbl Y pa3finyHbIX NOCTaBLMKOB. [Mo3ToMy HeobxoauMo onpe-
AenuTb KOHLIEHTPauuio KanubpoBOYHOrO pacTeopa crnektpometpuyecku (4.10.4). Ecnu ucnonbaylores
CNOXHble 3bUpbl BUTaMUHA (HanpUMep, PeTUHUI-NAaNbMUTaT UK aueTar), TO X KOHLEHTPaLMIO NPOBEepsIioT
nocne ombiieHus (cm. 7.3.1).

MpumeuaHve — Oco6Goe BHMMaHWe crefyeT yaenuTb MHGOpMaLMK O CofiepXaHuM BUTaMUHa A B CTaHAAPTHLIX Be-

LLleCcTBax, NOCTaBiAeMbIX pa3nMiHbIMU NPOU3BOOUTENAMMWU.

4.9.2 MonHbIA TpaHc-peTUHON, cnupToBas copma ButamuHa A, M (CxH300) = 286,5 r/monb, co cre-
NeHbIO YUCTOThI He MeHee 90 %.

4.9.3 CnoxHble achmpbl BUTaMmMHa A.

4.9.3.1 PeTMHMN-nanbMMTaT, BUTaMuH A, nanbmutat, M (CigHgo0.2) = 524,9 r/imons.

4.9.3.2 PeTvHMn-aueTar, ButamuH A, auertar, M (CxH; O,) = 328,5 r/monb, CO CTENEHbIO YUCTOTDLI
He meHee 90 %.

4.9.4 13-umc-pemmnon, M (CxoH300) = 286,5 r/monb, Co cTeneHbo YUCTOThI He MeHee 60 %, aAns kaye-
CTBEHHOTO onpefeneHus.

4.10 OcHoBHbIe U CTaHAAPTHLIE PacTBOPbLI

4.10.1 OCHOBHOM pacTBOP NONHOIro TpaHC-peTUHONa

BasewwmBaloT npumepHo 50 Mr nosiHOro TpaHc-peTuHona (4.9.2) ¢ TOUHOCTLIO A0 1 Mr B MepHoii konbe
C OAHOIA MeTKOW BMecTUMOCTbIO 100 Mn, pacTBOPAIOT B N-rekcaHe Win gpyrom COOTBETCTBYIOLLEM PacTBO-
putene (4.7) u JOBOAAT pacTBOP A0 OTMETKU TeM e pacteoputeneMm. OCHOBHOW pacTBOp COAEPXKUT Npu-
6nuautensHo 0,5 Mr/mn.

Baeewwusaiotr 100 Mr petuHun-nansmutara (4.9.3.1) unu 50 mr petunun-avetara (4.9.3.2) ¢ TOYHOCTEIO
[0 1 Mr B MepHoiA konbe ¢ 0aHON METKOU BMECTUMOCTLIO 100 MN U NPOBOASAT MAHUNYAALIMK, KaK ONUCAHO AnA
MOJTHOIO TPaHC-PETUHONA, KPOME KOHLIEHTpaLuiA, koTopbie ByayT onpeaensitbesi nocne oMbiieHus (7.3.1).

AnbTepHaTMBHbIE MacChl U 06beMbl MOMYT UCNONb30BaThcs NO 4.10.4 B cCOOTBETCTBMU C Xpomarorpa-
huyecKkMm pasfesfieHMeM 1 KONTMYECTBEHHbIM onpeaeneHuem.

XpaHAT OCHOBHOI pacTBOp B 3aLLMILEHHOM OT CBETa MeCTe Npu Temneparype He Bbilue 4 °C.

4.10.2 OcHoBHOM pacTBOp 13-UMC-peTMHONA

BaeewmBalotT npuMmepHo ot 1 oo 2 mr 13-uuc-petuHona (4.9.4) ¢ TouHocTbio A0 0,1 Mr B MepHyto konby
C 0fHOli MeTKoi# BMecTMMOCThI0 100 mn, pacTBopsioT B aGCONOTHOM ataHone (4.2) unu B Apyrom CooTBeT-
CTBYIOLLIEM pacTBOpUTENne U AOBOQAT pacTBop A0 MeTku. PactBop copepxuT npubnuautensHo ot 10 go
20 MKr/mMn, ero UCNONb3yIoT TONBKO AJIsi UASHTU(UKaLUK.
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4.10.3 CtaHAapTHLIM PacTBOP NOMHOrO TPAHC-peTMHONA

MuneTkon nepeHocaT 5 MN OCHOBHOrO pacTeopa MornHoro TpaHc-petuHona (4.10.1) B mepHyio konby
C OfIHOM MEeTKOM BMecTUMOCThIO 100 Mn U AOBOAAT OO METKM n-rekcaHoMm (4.7) unmn gpyrum CoOTBETCTBYIO-
LWMM pacTBOpPUTENIEM, COBMECTUMbIM ¢ NOABWKHOW ¢ha3oi. MNMuneTkoir nepeHOCHAT 5 Mn 3TOro pacreopa
B MEpHYI0 konby ¢ 0fHON MEeTKOW BMeCTUMOCTLIO 50 M M [OBOAAT [0 METKM TEM Xe pacTBoputeneM. KoH-
LeHTpaums TpaHC-peTUHONA B CTAHAAPTHOM pacTBope npubnuautensHo paBHa 2,5 mkr/mn. 3atem npoBogaT
NPOBEpPKY ero KOHLEHTPaLuM U YUCTOTbI B COOTBETCTBUU € 4.10.4.

OcHoBHbIE pacTBOPbl PeTUHUM-NanbMuTaTa Unu petuHun-auetara (4.10.1) MOXHO UCNONL30BaTL ANA
NPUroTOBNEHNs1 CTaHOAPTHOrO pacTeopa. B aTom cnyvae OMbUISIIOT pacTBOpbl B YCNOBUSIX, OMUCAHHbIX
B 7.3.1. MNocne akcTpakuuu 1 BbINapuBaHUA NOBTOPHO PACTBOPSIIOT OCTATOK B N-reKCaHe UIM MHOM COOTBET-
CTBYIOLLIEM pacTBoOpUTene U ganee npoeoAAT MaHUNYNALMK, Kak B Cllydae ¢ OCHOBHbIM PACTBOPOM FMOSTHOTO
TpaHc-peTuHona.

XpaHAT cTaH4apTHLIA pacTBOP B 3aLULLEHHOM OT CBETa MECTe Npu Temneparype He Bbilie 4 °C.

4.10.4 NMpoBepKa KOHLEHTPALUUN U YUCTOTHI

[FOTOBSAT CTaHOAPTHLIA PacTBOP NOMHOTO TPaHC-PETUHOMA B 3TAHONE U U3MEPSIOT ONMTUYECKYIO MIIOoT-
HOCTb B KBapLIEBOI KIOBETE C AfIMHON ONTUYECKOro nyTu 1 cM Npu MakcuManbHOi AnvMHe BOMHbI oT 325 no

326 HM ¢ 9TaHOMOM B CPABHUTENbHON KiOBETE.
BbIMMCRISIOT MaccoByI0 KOHLIEHTPALUIO NOMHOrO TPaHC-PETUHONA Part, MKT/MI, MO chopmyne

- -10*
Call- =Aa:TW'P- O]
BbluMCnaiOT MaccoByIO KOHLIEHTPALUIO pi3gs 13-LMC-peTUHONA, MKI/MII, No chopmyrne
Aiada -10¢
[ =€ ___.p 2
130 1686 @
roe Aat — 3HaueHue abcopbuun Npu MakCUManbHOWU AfiMHE BOMHLI OT 325 [0 326 HMm;

Aqags — 3HaveHue abcopbumm npyu MakcUManbHOW OfIMHE BOMHbI 328 HM;

1830 — 3HaueHue E!¥* pns nonHOro TpaHC-peTMHONA, PacTBOPEHHOrO B 3TaHONe. 3TO 3HaueHue
MOXET M3MEHSITLCA B 3aBUCMMOCTY OT BUA NCNOJL3YEMOro pacTBOPUTENS;

1686 — snauenue E!* pna 13-umc-petnHona, pacTBOPEHHOIO B METaHOsMe. 3TO 3HaueHUe MOXeT

N3MEHATLCA B 3aBUCUMOCTU OT BUAa UCNONb3yeMoro pacTteBoputens,

P — nonpaBouHbiii KO3(MULMEHT [ANs YMCTOThbI MOJIHOTO TpaHc-peTuHona wu  13-umc-
peTuHona, onpeaeneHHbli ¢ nomolusio BAXKX, Bbluncnsior no copmyne
p=-—2_, (3)
B
roe B — nnowaab nuka UM BbICOTa CTaHAAPTHOIO pacTBopa NOMHOrO TPaHCc-peTuHona unu 13-umc-

petuHona (4.10.3);
Biotal — CYMMapHas nnoiuab NMMKOB UMK BbICOT CTaHAAPTHOrO pacTeopa NOMHOIO TpaHC-peTUHoNa u
13-umuc-petuHona (4.10.3).

Mpy Mcnonb30BaHUM CTaHOAPTHBIX BELLECTB BUTAMUHA A, BHOBb NMPUOGPETEHHOTO MIM XPaHSALLLErocs
B TEYEHUE OJIMTENLHOIO NEpUoAa, NPOBEPSIOT, HAXOAUTCA NN 3HAYEeHUe MaKkcuManbHoOU abcopbumm craH-
[apTHOro pacteopa nonHoro TpaHc-petuHona (4.10.3) B guanasoHe AnuH BonH mexay 325 u 326 Hm, uc-
nonb3ysi COOTBETCTBYIOLLMIA CNIEKTPOMETP.

Ona panbHeller NPoBEpKU Nokasartenen BUTaMuHa A U3MepsIioT ONTUHECKYH0 NAIOTHOCTL CTAaHAAPTHOIO
pacTtBopa B KBapLieBOW KioBeTe npu anuHe sonHbl 300, 350 1 370 HM OTHOCUTEsTLHO 2-NponaHona (Mnu apy-
roro NOAXopsiuero pacteoputens, cM. 4.7). OnpenensioT crneayoliee COOTHOLIEHUE st KaKOOW [JIUHDI
BOSIHbI:

E_ ANSA NOSIHOro TPaHC-peTUHoNA.
325

Ecnu 310 cooTHOwweHue He npesbiwaet 0,602 (300 Hm), 0,452 (350 Hm) u 0,093 (370 HM) Ans CNUPTOBOWA
cbopMbl BUTaMUHa A, TO CTaHAApPTHOE BELL,ECTBO NPUIOAHO AJ1A Mcronb3oBaHus [5], [6].

Ons petunun-nanemutarta (4.9.3.1) onpepensioT cootHoweHue E/E326 npu gnuHe BonH 300, 350 u
370 HM oOTHOCUTENbHO 2-nporaHona (Mnu Apyroro NOAXOASLEro pacteoputens). Ecnm cootHoweHue
He npesocxoauT 0,593 (300 HMm), 0,537 (350 HM) u 0,142 (370 HM), TO CTaHAAPTHOE BELLECTBO NPUrOAHO ANst
ucrons3oBaHus no [5], [6], [7].
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5 Annapartypa u npuGophnl

[Ina nposeaeHns U3MepeHuit MCToNb3yIOT CTaHAAPTHOe NabopaTtopHoe o6opyaoBaHue.

5.1 Y®-BOC cnexTtpomeTp, NpUMeHsieMblit ANs M3MepeHus1 ONTUUECKOU NNOTHOCTU NpU onpefeneHHoMn
[AJIMHE BOMHbI, C KBApLEBLIMU KIOBETaMU C ANTMHOW ONTUYECKOro Nyt 1 cm.

5.2 PoTopHbIi ucnaputenb, C BOASHOI 6aHeit u BakyyMHbIM HacoCOM.

MpumevaHune — PekoMeHAYeTCA UCONb30BaTh a30T ANIA BOCCTAHOBNIEHUS aTMOC(EepHOro AaBneHus.

5.3 Cucrema BIXKX, cocrosias us BuiICOko3hheKTUBHOMO XMOKOCTHOrO Xpomartorpadca, Hacoca, ycT-
poiictBa gns BBoga npobbl, YO-BOC petektopa wunu ¢hryopecLeHTHOro AeTeKTopa M MHTerparopa faH-
HbIxX/ycTpoiicTBa 06paboTku AaHHbIX.

5.4 KonoHku ans BOXKX

TMPUMEHSIOT QHANUTUYECKME CTAHLAPTHLIE KOMOHKY, Hanpumep LiChrospher® Si 60 V (5 mim, 250 x 4 MMm) u
LiChrosorb® Si 60 " (5 mkm, 250 x 4 MM 1 125 x 4 Mm). KpuTepuii BbIGOpa NOAXOASILLEH KONOHKM OCHOBAH
Ha pasgeneHun NonHoro TpaHc-peTuHona u 13-uuc-petTuHona.

[onyckaeTcs UCNonb3oBaTh KOMOHKM APYrMX TUMOB U PasMepoB, OTIMYAIOLMECS OT YCTAHOBIEHHLIX B
HacToslLeM cTaHaapTe. YCnoBus s npoBeaeHUs xpoMarorpadum fomkHbl 6biTe NOAOGPaHb! K TakKuM Ko-
NTOHKaM C LieNnbio rapaHTUKU NonyyYeHus afeKBaTHbIX peaynbTaToB.

5.5 YeTpoicTeo ansa ¢pmnbTpoBaHua

Ytobbl oTchunbTpoBaTh NoaBuxHbIe hasbl BAXKX u pactBopbl npo6, MCMoOnb3yloT ycTpoiicTBa AnA
chunbTPaLMK KpyrHbIX U HeBONbLUMX Ppa3MepoB COOTBETCTBEHHO, Hanpumep ¢ paamepom nop 0,45 mkm.

MpuMeyaHve — dunbTpaums NoaBWKHON (askl, a TakKe pacTBopa aHanusupyemoii npobbl Yepes MemGpaHHbIi

¢)Mﬂpr nepeg ucnonb3oBaHmem nin BeegeHUeM ysenmyimMBaeT 40NroBe4YHOCTb KOMTOHOK.

5.6 DKCTPaKUMOHHbIE KOMOHKM (AOMONHUTENBHBIE), Hanpumep Extrelut® .

5.7 ®unb1pbl AnA pasaeneHus a3 (AoNONHUTENbHbIE).

6 OT60p nNpob6
OT160p npo6 nposoasaT B cootBeTcTBUU ¢ EN ISO 5555.

7 NMpoBegeHue UCNLITaHUA

7.1 O6wme nonoxeHnn

ButamuH A uyBcTBUTENEH K Y®D-U3NyYEHUIO N OKMCIIUTENSM (Hanpumep, aTtMoccthepHOMY Kucropoay).
MoaToMy HEOGXOAUMO UCKNIOYUTL BO3aeincTBUEe Y®P-cBeTa (MCNONL3ys NOCyAy U3 TEMHOTO CTeKia, aniomMu-
HUeBylo chonbry unu Y@-abcopbyuoHHnie Mamepuarnbi) 1 kucnopoga (NpombiBaHue a3oTom) npu pabore
C HUM. B yacTHOCTU, BO3AyX Haf XUOKOCTbIO NPU OMbUIEHUU [OMmkeH ObiTb BbITECHEH crioem asota. Mcna-
peHve pacrteopuTernei AOMKHO NPOBOAUTLCA NPU NOHWKEHHOM [ABNEHUU C UCNIONb3OBAHUEM POTALIMOHHOMO
ucnaputens (5.2) npu Temnepatype He Bbie 50 °C.

7.2 NpuroTorneHne Npodbi

Ananusupyemyio npoSy romoreHusupyiot. smenbyalot rpybblit MaTepuan npy nomoLy MesbHULbI U
TWATeNLHO nepemMelumsalot. Ytobbl NpepoTBpaTUTL ANUTENBLHOE BO3OEUCTBUE HA NPOGy BLICOKOW Temne-
paTypbl, ee Heo6xoaUMO NpeaBapUTENBHO OXNAAUTL.

7.3 NpuvroToBneHue pacTBopa npobbl

7.3.1 OMbIneHue

Owmbinstot ot 2 go 10 r aHanuaupyemoiit Npobkl xenaTtensHoO B aTMocdepe a3ora, UCNONb3yst COOTBET-
CTBylOLEEe KONMYecTBo MeTaHona (4.1) unu ataHona (4.3), aHTuokcuaaHTel (4.6) (Heobs3aTensHo) n oguH U3
pacTBopoB mapokcuaa kanus (4.5). Ecnn nenonbayloT Takue aHTMOKCUARHTBI, Kak ackopbuHoBas kucriota (AK),
nuporansion wim GyTunruppoKCUTONyors, To ux Heo6xoauMmo fnobaenATe K Npobe nepep BHeCEHUEM pacTeopa
rppokeupa kanus. MoxHo Taioke fobaBute cynbthug HaTpus, YToObl YCTPaHUTDL BIIMSIHUE OKUCITMTENLHOIO
KaTaliuTMYecKoro BO3feiCTBUA CIIeQ0BbIX KOIMYECTB METaloB.

" LiChrospher™ Si 60 — 310 NpvMep npoaykTa, UMeloLLerocs B npofaxe. 3Ta uHgOpMaLVA NpusefeHa AN yao6-
CcTBa Nosik30BaTenei HacToALLero craHaapTa u He saensetca peknamoii CEN ykazaHHoro npogykra.
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Mpumepbl NOAXOAALLMX COOTHOLLEHUIA peareHToB NpueeaeHbl B Tabnuue 1.

Tabnuua 1
Macca npo6bi, 1 Cnupt AHTUOKCUAAHT Mapokena kanus
2-5 50 mn metaHona | 0,25 r AK 5 mn pacTBopa ¢ KoHueHTpauueit 50 r/100 mn
5-10 100 mn aTtaHona | 1 r AK + 0,04 r Na,S | 20 mn pactBopa ¢ koHueHTpauueit 60 r/100 mn
10-20 150 mn ataHona | 1 r AK 50 mn pacTBopa ¢ koHueHTpauueit 60 r/100 mn

OMbineHne 0bbluHO gnuTest oT 15 Ao 40 MuH nNpu Temnepartype ot 80 °C go 100 °C. OMbineHue Taioke
MOXeT ObITb NPOBEAEHO NpU KOMHATHOW TeMnepaTtype B TEYEHUE HouM (NpubnuantensHo 16 Y) Npu Tex xe
YCNOBUSIX.

Ecnu nocne oMbineHUs U OXNaXOEHUA Ha MOBEPXHOCTU OMbINIEHHOM CMECU MPUCYTCTBYET XUp unu
macro, fo6aBnsT [ONONHUTENBHOe KONMYECTBO 3TAHOSIOBOrO PacTBOpa MAPOKCUAA Kallusi U YBESNIUYUBAIOT
BPEMS OMbISIEHUS.

7.3.2 JkcTparupoBaHme

Bo usbexxaHne o6pa3oBaHusi IMyNbCUM KOTMMECTBO BOfbI, KOTOPYIO A06aBNSIOT B OMbUIEHHbLIA pacTBOp
npoObl, AOIMKHO ObITb TakMM, YTOOLI COOTHOLLEHWE CrMpTa K BOAe B KOHEYHOM pacTeope 6buio 1: 1.

SKCTparMpoBaHWe peTUHOa M3 OMbITIEHHOrO pacTeopa Npobbl NPOBOAAT COOTBETCTBYIOLMM pacTBOPHU-
TeneM UM COOTBETCTBYKLLEA CMEChI pacTBoputeneit (4.7) u npoueaypy noeTopsioT 3 — 4 pa3a ¢ obbe-
Mamu pacteoputens ot 50 go 150 mn. MNpombiBalOT KOMGMHUPOBaHHLIE SKCTPAKTLI BOAOW A0 HEATPanbHOM
cpepbl (2 — 4 pasa, o6bem Bogbl oT 50 go 150 mn). SkcTparmMpoBaTh TakKe MOXHO C MOMOLLBIO CUCTEMBI
XUOKOCTHOM 3KCTpakuuu (Hanpumep, Extrelut@ 2)), ecnu copepXxaHue peTMHoNa He OYeHb HU3Koe U coaep-
»XaHue xwupa B npo6e meHbwwe 10 % [1].

7.3.3 KoHueHTpupoBaHue

OKCTpaKT OTrOHSAKT Ha POTaLMOHHOM ucrnaputene (5.2) npyM NOHWKEHHOM AABMEHUM U TemnepaTtype
He 6onee 50 °C. YpansioT criegbl BoAbl BbiCyLUMBaHUEM C Cynb(aTom HaTpus (4.4) U NOCpencTBOM a3eo-
TPOMHOI NeperoHkn ¢ abConoTHLIM dTaHONOM (4.2) UnNK MCMoNbL3YIoT (hUNbTPOBaNbLHYI0 Bymary ans pasge-
nenus oas (5.5).

7.3.4 PaasegeHue

MoBTOPHO PacTBOPSIOT OCTATOK B NOABWKHON thase (4.8) unu B gpyrom coeMectumom ¢ B3XKX pacreo-
puTene gns Nosly4eHUs COOTBETCTBYIOLLLEN KOHLEHTpauumu s BBoAa B KOnoHky BOXKX (5.4). 3ro pacteop
aHanuaupyemoii npobbi.

7.4 NpuroToBneHue CTaHAapTHLIX PacTBOPOB

Wcnonbays craHpapTHele pacteopbl (4.10.3), roToBaT rpagymMpoBoYHble pacTeopbl Ans B3XKX, ucnonbays
COOTBETCTBYIOLLME pacTBOPUTENH, YAOBNETBOPSIOLLME aHANUTUYECKUM TpeGoBaHusAM.

7.5 UpneHTndukauma U npoBepKa YNCTOThI

MAeHTUDULMPYIOT NOMHBLIA TPaHC-PETUHON U 13-LUC-PEeTUHON, CPaBHMBasA BPeMs yaepXaHusi NpoObl
C BpeMeHeM yaep)KaHus CTaHAapTHbIX pacTBOPOB, NOSTYYEHHbIM MPU TEX XKe YCIOBUSAX XpoMaTtorpacdupoBaHus.
Takke UOSHTUMKALIMIO MMKOB MOXHO OCYLLECTBUTb, [o6GaBnss cTaHOapTHbIe BELECTBA B PacTBOP aHanu-
31pyemoii npobbl.

MNpvMevyaHve 1 — PasgeneHve M konvvecTBeHHoOe onpefeneHve GyayT yAOBMeTBOpPUTENbHbIMU, ecnu 6yayT Bbl-

NOSHATLCA criedytoLLue xpomaTorpacduyeckue ycnosus (Takke pucyHok A.1). ins ansTepHaTUBHLIX cucTem BAXKX

cm. Tabnuuy C.1.

KornoHka: Merck LiChrosorb® Si 60,5 mMkm

Paamep KOMOHKu: 250 x 4 mm

MopewxHasn casa: rekcaH + n-6yraHon (98 + 2) (o6beMHble YacTu)

MoTok: 2 mn/MuH

O6bem BBeaeHHOM Npobbl: 50 pm

OetekTop: thryopecueHTHbIA, Bo3byxaeHue: 325 HM, amuccust: 475 Hm
YO: 325 Hm

2 Cm. cHocky 1.
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MpoBepsIOT YACTOTY CTaHAAPTHLIX PACTBOPOB MNOJIHOIO TPaHC-peTuHona U 13-uuc-peTmHona nocpeacT-
BOM BBOAa COOTBETCTBYIOLEro o6bema (Hanpumep, 20 MkI) cTaHaapTHoro pacteopa (4.10.3), cogepxatue-
ro npubnuautensHo 10 MKr MONIHOrO TpaHc-peTuHona unu 13-UUC-peTuHONa B MUKPONUTPE, B CUCTEMY
B3»XX. UHTerpupyloT nnowaan Unu BbICOTY MUKOB MOSTHOrO TpaHC-peTuHona u 13-uuc-peTuHona u, ecnu
Heobxooumo, KOPPEeKTUPYIT MacCoBYH KOHLUEHTpauulo CTaHAapTHOrO pacteopa NosiHoro TpaHc-peTuHona.

MpumeyaHve 2 — CBeXenpuroToBMeHHbI CTaHAAPTHbLIA pacTBOP NOMHOrO TpaHc-peTuHona (4.10.3) 06bLIMHO He co-

AepPXWT 13-Liuc-peTMHONa UM ApYrx NUKoB, YKasbiBaloLLMX Ha NpUCYTCTBME npumecein. SdpupHas dopMa BUTaMm-

Ha A (peTUHWN-NanbLMUTAT MK aueTaT) MOXET coAepXaTb HEKOTOpoe KonM4ecTBo 13-Lmc-peTUHona rnocre oMbl-

neHuns.

7.6 Onpenenexnne

BeogsAT cooTBeTCTBYIOWMIA 06beM (Hanpumep, 20 Mkn) ctaHgapTHoro pacteopa (4.10.3) u pacTtBopa
aHanuaupyemoii npo6bl (7.3.4) B cuctemy BIXKX (5.3). Ytobbl npoBecTy onpeaeneHue MeTofoM BHELLHEro
CTaHgapTa, MHTErpupyioT NNOLWAaN NUKOB UK ONPEAENAT BLICOTY NMUKOB, NOJTYYEHHBIX NPU MCCNE[0BaHumn
pactBopa aHanuavpyemoi npobbl, 1 CPaBHUBAIOT pe3yNbTaThl C COOTBETCTBYHLMMU 3HAYEHUSIMU CTaH-
JapTHbIX BELLECTB, MMEIOLMX NoAo6HOe BpeMs YOEpKaHUsA, Unn CTPOAT KarnmbpoBOYHYIO KPUBYIO.

BBopsT paBHble 06beMbI pacTBOpa aHanMaupyemMoii npobbl M CTaHOAPTHBLIX PACTBOPOB, NPUrOTOBSIEHHbIX
C MCMONb30BaHUEM pacTBOpUTENei, COBMECTUMbIX ¢ BOXKX-cuctemoin, unm KOMNEHCUpYHT B BbIMMCIIEHUAX
peaynbTaThl COOTBETCTBYIOLLEN nonpaekoi (pasaen 8). MpoeepsioT IMHEHHOCTL KanMbpoBOYHOW| KPUBONA.

MpumeyaHne — MeTog BHYTPEHHEro cTaHgapTa Takke MOXeT ObiTb UCMONbL30BaH, 8CNv B pesynbTate COOTBETCT-

BYIOLLIMX WUCTIbITAHWIA MOMyYeHbl TaknMe e XapaKTepucTUKM BHYTPEHHero cTaHaapTa, Kak U camoro aHasmsupyemoro

BellecTea. Kpome Toro, COOTBETCTBYIOLLME BeLlecTBa MOryT ObiTb go6aBneHbl k pacTesopy aHanuMsupyemom npoﬁbl

nepeg BBOAOM B KONoHKY BOXX ans konuyecTseHHoro onpegeneHus [6).

7.7 KonuyecTBO onpeaeneHUmn
BLINONHAIOT HE MEHee ABYX HE3aBMCUMbIX OMPeASNEeHUNA.

8 Pacuer

BbluucneHus ocHoBbIBalOT NGO Ha onpeaeneHuu nNo kanuGpPOBOYHOMY rpachuKky B JIMHEUHOW oGnacTu
WUNK MO CnepyLLei ynpoLeHHoW npoueaype.
BbIuMCnaioT MaccoByO KOHLIEHTPALMIO Paikirans MOSTHOTO TpaHC-peTuHONa B npo6e, mr/100 r, no ¢opmyne
A, -Car -V, Ve 100
alk-trans — ’ (4)
A,.r-m-V, -1000
nnowaabL NUMKa UK BbICOTa MOMTHOMO TPAHC-PETUHONA, NOSTyUEHHbIe NPU UCCNeaoBaHUM
pacTBopa aHanusupyemoii npo6bi (7.3.4), B eAuHULIAX NOLWAaM UMK BbICOTL;

Cait — KOHUEHTpaLMs MOJTHOTO TPaHC-PETUHONA, usMepeHHas Yd-crniektpomerpom (5.1) B cTaH-
AapTHom pacteope (7.4), Mkr/mn;

C

roe As

Vs — obwwmit o6bem pacTBopa aHanuaupyemoi npobil (7.3.4), mn;

Vst — obbem BBeeHHOro craHpapTHoro pacreopa (7.4), mkn;

100 - koachcpuLMEHT nepecueTa MaccoBon KOHUEHTpaumu Ha 100 1;

Aait — nnowagb nvKa MM BbLICOTA, NOMYYEHHbLIE NPU UCCIeA0BaHUU CTaHOAPTHOrO pacTBOpa
NoJIHOro TpaHc-peTuHona (7.4), B €auHULAX NIoLWAaau Uik BbICOTbI;

m — Macca HaBecku npobb, r;

Vi — 0bObeM BBeOAEHHOro pacTsopa aHanu3upyemoii npobbl, MKIT;

1000 — ko3adhdULMEHT NepecyeTa MUKPOrPamMMOB B MUSTUTPaMMBbI.
BbIuMCnAlT MaccoBylo KOHLIEHTPALMIO p1a¢is 13-UMc-petmHona, mr/100 r, no popmyne
Con o = Aig s *Carr -V, -V 1100
139 Ayr-Fe-m-V,-1000 ’
roe Aszs — NNOWanb NUKa wim Bbicota 13-Uuc-peTuHona, NonyyYeHHbIe NPU UCCNEeAOBaHUU PacTBoO-
pa aHanuaupyemoii npo6bbl (7.3.4), B eguHULIaX Nnowaam unm BbICOThI;

Cal-t — KOHLUEHTpauusi NOfIHOro TPaHC-PETUHOMA, M3MEPEHHaA ¢ NMOMoLbI0 Yd-cnekTpoMeTpa
(5.1) B craHgapTHOM pacTteope (7.4), MKr/mi;

(6)

Vs — obwuit o6bem pacTeopa aHanuaupyemoit npo6ei (7.3.4), mn;

Vst — 0b6bem BBEOEHHOro cTaHgapTHoro pacreopa (7.4), Mkn;

100 - ko3achbMLMEHT nepecyeTa MaccoBOi KOHLIeHTpauuu Ha 100 r;

Agir — nnowagb NuKa UM BbICOTa MOJTHOTO TPAHC-PETUHONA, NOJTYYEHHbIE NPU UCCRefoBaHUK

cTaHpapTHoro pacteopa (7.4), B eAMHMUax Nowaam UM BbiCoThl;
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roe Biags —
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Macca HaBecku npool, T;

— 06bemM BBeEHHOro pacTeopa aHanuaupyemoii npobbl, MKI;

KO3 ULIMEHT NepecyeTa MMKPOrpaMmMoB B MUNSTUIPaMMBbI;

koacpcpuLMeHT cooTBeTCTBUA 13-LiUC-peTMHONa NOMHOMY TpaHC-peTUHONY, onpepeneH-
HbIl ¢ NOMOLLLK BAXKX ¢ Mcnonb3oBaHWeM CTaHZAPTHONO pacTBOpa U3BECTHOM KOHLIEH-
Tpaumu, BLIYUCTIAIOT NO chopmyne

B1 3cis CaII-T (6)
BaII—T . C13e|s

nnowaab nMka UM BbICOTA, MOSyYeHHbIe NMpU UCCNeA0BaHUM CTaHAapTHOro pacTeopa
13-unc-peTuHoONa;

Anowanb Nuka unu BbiCOTa, NonydYeHHble NpU UcCCnefoBaHUU CTaHOQApPTHOrO pacreopa
MOMHOro TpaHc-peTUHona;

MaccoBas KOHLEHTpauus cTaHAapTHOro pacteopa 13-uuc-peTuHona;

MaccoBasi KOHLEHTpaLUsA CTaHAapTHOro pacTeopa MOSIHOro TpaHC-peTMHoNa.

E =

9 Mpeun3noHHOCTb

9.1 O6wme NnonoxXeHusn

PeaynkTtaThl MexabopaTopHbIX MCMbITaHUiA NPELUUOHHOCTM METOAOB MpUBEeAeHbl B NpuroxeHuu B.
JaHHble, nonyyeHHbIe B UCCNef0BaHMAX, MOryT 6biTb MPUMEHEHbI TONLKO ANA AWanasoHOB KOHLEHTpaLMiA 1
06pa3LoB, NPUBEAEHHBIX B NPUNOXeHuu B.

9.2 NosTOpse

MOCTb

AbconioTHan PasHOCTb MeXAy He3aBUCUMbIMU pedynbTaTtaMmy aHanuvaa, nosfy4yeHHbIMU Ha UWAEeHTUYHOM
aHanmaupyemMom martepuarne OGHUM U TEM Xe OnepaTopoM, KOTOPbIA UCTIONL30Ban OAHO U To Xe o6opyao-

BaHue B npegenax

€amoro KOpOTKOro NMPOMEXYTKa BPpeMeHU, He [0JDKHA NPEeBbILaTL NPeaes NOBTopPsieMo-

ctu r 6onee yem B 5 % cnyvaes.

3HaueHus:
MaprapuH

Cyxoe Mornoko

9.3 Bocnpous
ABconioTHas p
B AByx naboparopm
3HayeHus:
MaprapuH

Cyxoe MOnoko

NOSHbINA TPAHC-peTUHON X = 729 mkr/100r r=78,4 mxr/100 r
13-umc-peTuHon X = 39 mkr/100r r=8,4 mxr/100 r
NONHbIA TpaHc-peTuHON X = 653 mkr/100r r=39,2 mkr/100 r
13-umc-peTuHon X =30 mkr/100r r=4,2wmkr/100 r

BOAMMOCTL
a3HOCTb MeXAy pedynbTataMu AByX aHaIM30B UASHTUYHOrO MaTtepuana, aHanu3npyemoro
51X, He JOJDkHa NpeBbilLaTh Npeaer BOCPou3BoauMocTu R 6onee yem B § % cnyJaes.

NOTHbI TpaHC-peTUHONn X = 729 mkr/100r R =204,4 mxr/100 r

13-umc-peTuHon X = 39 mkr/100r R=33,6 Mkr/100 T
NOJSHbIA TPAHC-PETUHON X = 653 mkr/100r R=61,6 mxr/100
13-umc-peTuHon x = 30 mkr/100r R=20,2 mxr/100 r

10 MpoTokon UcnbITaHUiA

MpoToKON UCTILITAHWUI [OMMKEH COAepXaThb criepyome faHHbIe:

— BCI0 UHhOpMaLUI0, HEOBXoauMYyLo Ans upeHTudmKaumm npobel;

— CChIIKY Ha HaCTOSLLUMIA CTaHAAPT UNKU Ha JpYroi UCNOMNb3yeMblid MeTof,;
— pe3ynbTaThl U @UHULLI U3MEPEHUs, B KOTOPbIX BbIPE&KEHbI pesynbTarThl;
— gary u MeToguky otéopa npob (ecnm nasecTHo);

— paty nosydeHus npoobbl;

— paty npoeep

EeHUA UCNbITaHUA,

— nobble 0coBEeHHOCTH, KOTopble HabaanMch B Xo0Ae NPOBEeAEHUS UCTIbITaHUS;
— nmobble onepauuun, He YCTaHOBNIEHHbIE B HACTOSILLEM CTaHAapTe UNM pacCcMaTpUBAEMbIe B KaUecTBe
[IONONHUTENbHbIX, KOTOPbIE MOIIM NOBMWATL HAa PeaysnbTarthl.
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MpunnoxeHne A
(cnpaBo4HOE)

Mpumepbl BbICOKO3IM P EKTUBHBLIX XUAKOCTHbLIX XpoMaTorpamm

NOSHbLA TPAHC-PETVHON

I R e e 8 JL | I | I I Y —— fI— f— f E— f— -

01 2 4 6 min 10 001 2 4 6 mn 10 01 2 4 6 mn 10
d) — d) — d) —

d) - Bpewms;

KOSTOHKa - Merck LiChrosorb® Si 60 (5 mkm);

pasmep KOMoHkn - 250 X 4 Mwm;

noABmxHaa gpasa - Ji-rekcaH + n-6ytaHon (98 : 2) (06beMHbIE YacTh);

NOTOK - 2 Mn /MUH;

LeTeKTop - (0NIyOpECUEHTHBIN, BO36YXAeHUe: 325 HM, aMuccust: 475 HM.

PucyHok A.1 - BblCOKO3( P eKTUBHbIE XUAKOCTHblE XpoMaTorpaMMbl CTaHAapTHOro pacTeBopa
BMTaMUHa A a), BUTaMnHa A B MaprapuHe b) n cyxoro mosioka c)



Mpunoxenue B
{cnpaBouHoe)

JlaHHbIe NPeuM3noOHHOCTH
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B cootBetcTBUM ¢ PykoBOoACTBOM NO aHanusy ceptucukauun EU MAT pgaHHble, npusegeHHbie B Tab-
nuue B.1, 6binu nonyyeHsl B peaynbTate MexnabopaTtopHbix uccneaosanumii [3]. ccnegosanus npoeoau-
nucs Institute of Food Research, Norwich, United Kingdom.

Ta6nuua B.1
Mapraput (CRM 122) Cyxoe mornoko (CRM 421) ‘
Mpo6a NOMHbIA _ MOSHLIN _
wane | RS e | SN
petuHon peTuHon
lop mexnabopaTopHOro UCnbITaHUs 1994 1994 1994 1994
Konuuecteo naboparopuii 9 5 8 5
Konuuecteo npo6 2 2 2 2
Konuuectso naboparopmii, ocTaBlUMXCA nocne

MCKIIOYEHUS PE3KO OTKIOHSIOLLUXCS 3HAUYEHWUI 9 5 6 5
KonuuecTBo pes3ko OTKMOHSIIOLMUXCH 3HAYESHUI

(naGopatopuit) 0 0 2 0
Konu4yecTBO Nosly4eHHbIX peaynLTaToB 45 25 40 21
CpegHee 3HaueHue X, Mkr/100 r 729 39 653 30
CraHpgapTHOe OTKIIOHEHWE NOBTOPSEMOCTU S,

Mkr/100 r 28 3 14 1,5
OTHocuTenbHOE CTaHgapTHOe OTKIIOHEHME No-

BTOpsiemocth RSD, % 3,8 7,7 2.1 5,0
Mpegen nosTopsiemocTu npu r, Mkr/100 r 78,4 8,4 39,2 4,2
CTtaHpgapTHOE OTKJIOHEHUEe BOCNPOM3BOAUMO-

CTM Sg, MKI/100 1 73 12 22 7,2
OTHOCUTENbLHOE  CTAHOAPTHOE  OTKNOHEHUe

Bocnpouasogumocth RSDg, % 10,0 30,8 34 24,0
Mpegen socnpoussogumocTu R, Mkr/100 r 2044 33,6 61,6 20,2
* CRM = CepTuch1MUMpOBaHHLI/A CTaHAAPTHLIN Marepuan.
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MpunoxeHune C
(cnpaBo4Hoe)

AnbTepHaTUBHLIE CUCTEMbI BLICOKO3(h(peKTUBHON XUAKOCTHOM XpomaTtorpadum

PaspeneHune n konumyecTBeHHOE onpepderieHne NosiHoro TpaHc-peTuHona u 13-uuc-peTmHona okasbl-
BaliMCb YAOBNETBOPUTENBHLIMU, €CnK cobnioganuce xpomaTorpacuyeckue ycnoBus, npuBefeHHbIe B Tab-
nuue C.1[3].

Ta6bnuua C.1
KornoHka (pasmep uacTuLy) MapameTpbl MogsuxHan dasa HeTektuposaHue
(pnvHa x agnameTp) (06beMHble gonu) (AHM)
LiChrospher® Si 60 (5 Mkm), 250 x 4 mm n-rekcaH + 2-nponaHon (98 : 2) @ (325/480)
LiChrosorb® Si 60 (5 mkm), 250 x 4 Mm n-rekcaH + n-6ytaHon (98 : 2) @ (325/475)
LiChrosorb® Si 60 (5 Mkm), 250 x 4 mm u3o-nponaHon: Yo 325

n-renTaH, cofepXaHue rpagueHToB
ot (0,5 :99,5) po (8,5 :+ 91,5) 3a
12 MUH
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Mpunoxenue A.A

(cnpaBouHoe)

CBeneHusA 0 COOTBETCTBUM rocyfqapCTtBeHHOro craLpapra

CCbINIOMHOMY €BPONEHCKOMY CTaHAApTY

Ta6nuua [1.A.1 — CBefeHnA O COOTBETCTBMM rOCYAapCTBEHHOrO CTaHAApPTa CCLISIOYHOMY EBPONENCKOMY
CTaHAapTY, KOTOPbIA ABNAETCA UAGHTUUHLIM MEXAYHaPOAHOMY CTaHAAPTY

O6o3HayeHne U HauMeHoBaHWe
CCbIfIOYHOrO e€BPONencKoro
cTraHgaprta

O60o3HaveHne n HauMeHoBaHue
MeXayHapOoAHOro cTaHaapra

CreneHb
COOTBETCT-
BUA

O603HaueHne 1 HaMMeHoBaHue
rocyiapcTBeHHOro cTaHgapTa

EN ISO 5555:2001 Macna u
JKMpbl XMBOTHbIE U pacTu-
TenbHble. OT60p Npob

ISO 5555:2001 XKupbl u
Macria XXMBOTHbIE U pacTu-
TenbHble. OT6op Npob

IDT

CTB ISO 5555:2009 >Kupel
¥ Macna XWUBOTHbIE U pac-
TUTENbHLIe. OT60p NPO6
(ISO 5§555:2001, IDT)
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