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BBegeHune

MexayHapopHbId ctaHpapT «[MpogyKTbl nuwesblie. OnpegeneHue cogepXaHusi BUTaMMHa A METOAOM
BbICOKO3(H(HEKTUBHO KMOKOCTHOW XpomMaTorpacum» COCTOUT M3 ABYX YacTen:

YacTb 1: MiamepeHue copepkaHus NMosiHoro TpaHc-petTuHona u 13-uuc-petuHona.

YacTb 2: MiamepeHue B-kapoTuHa.

Hacrosiumin ctaHpapT npegHa3Ha4veH Ans U3sMepeHusl KapoTMHOUAOB (0-KapoTUHa, B-KapoTUHA U NUKO-
N1MHa) B NULLEBbIX NPOAYKTaX, CCbIKW NPUBEAEHbI Ha NMTepaTypy O pacyeTa U BbiPaXXeHUs B-kapoTuHa
B Ka4yecCTBe 9KBMBarneHTa ButamuHa A [1], [2].

CopepxaHue BUTaMMHA A MOXHO paccuuTatb npu cobniogeHun onpepeneHHbiX (hakTopos, 3Has Co-
fepxaHue B-kapoTuHa.
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NnPOAYKTbI NMULLEBBLIE
OnpegeneHune cogepxaHusi BUTaMMHa A METO4OM BbICOKO3(heKTUBHOM
XKNAKOCTHOM XpomaTorpacgum
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NPARYKTbl XAPYOBbIA
BbI3Hay3HHE 3MSALWYIHHA BiTamiHy A MeTagam BbICOKaa(eKTbIyHal
BagkacHai xpamaTarpadii
YacTtka 2
BbI3Hauy3HHE 3MSALWYIHHA B-kKapauiHy

Foodstuffs
Determination of vitamin A by high performance liquid chromatography
Part 2
Measurement of B-carotene

AaTta BBeaeHus 2013-01-01

1 O6nacTb npuMeHeHus

HacTosLumin cTaHpapT yctaHaBnuBaeT MeToa onpegeneHus obLiero p-kapotuHa B NULLIEBbIX NPOAYKTAX
C NMOMOLLIbIO BbICOKOIDEKTUBHOM XXUAKOCTHOM Xpomatorpachum (BIXKX).

2 HopmaTuBHbIe CCLINKKN

[ins NpUMEeHeHus1 HaCTOSLLero CTaHAapTa HeobxoauMbl cneayiolme CCbiNOYHbIe A4OKyMeHThl. [na ga-
TUPOBAHHbIX CCbIMOK NMPUMEHSIIOT TOMBKO YKa3aHHOe M3[jaHMe CCbUIOYHOrO JOKyMEHTa, AN HepaaTUpoBaH-
HbIX CCbINIOK MPUMEHSIIOT NocneAHee U3faHue CCbINIOYHOrO AOKYMEHTA (BKIIOYas BCE €r0 U3MEHEHUs).

EN ISO 3696:1995 Bopa ana naboparopHoro aHanuaa. TexHuueckue TpeGoBaHna u MeToabl UCNbITAHUIMA

EN ISO 5555:2001 Macna 1 Xupbl XXMBOTHbIE U pacTuTensHble. OT6op npob

EN 12823-1:2000 MpogyxTsl nuweBbie. OnpegeneHne copepxaHus BUTamuHa A METOAOM BbICOKO3-
beKTMBHOM XMAKOCTHOM XxpomaTorpacduu. HYacts 1. MaMepeHne konuuecTBa NOMHOIO TpaHc-peTuHona u 13-uuc-
peTuHona.

3 CyuHoCTbL MeToAa

CyMMmy M30MepoB f-kapoTMHa onpefensioT B pactBope npobbl MeToAoM BbICOKO3(hhEeKTUBHOM KMAKO-
CTHOW xpomartorpacduu co cnekTpoOTOMETPUYECKMM AETEKTUPOBAHUEM B YCTAHOBNEHHOM AuanasoHe u3-
MepeHUid. [Ina KONMYECTBEHHOTO ONPEAENeHNUsA MOXET MCMONb30BATLCA IKCTPAKT, NMOMY4YEHHbIW NOCNE OMbl-
neHus npobbl cornacHo EN 12823-1. UneHTudbmkaLmio M3oMepoB B-kapoTMHaA NPOBOAAT NO BPEMEeHU yaep-
XUBaHUA, KONUYECTBEHHO OMNPEeAEensiioT METOAOM BHELLHEro CTaHgapTa no MiowagsaM Unu BbICOTaM NMUKOB
B]-[7].

Ana noarotoBkM Npobbl MOrYT UCMONbL3OBATLCH ApPYrMe CTaHAAPTHbIe MeToAbl, Npolweaue noaTeep-
XKAeHUe XapaKTepucTUK C NOMOLLLIO BHYTPEHHero ctaHaapTra.

4 PeaKkTuBbl

B xope aHanusa, ecnu He yKasaHO MHOE, UCTONb3YIOT TOMbKO PEaKTUBbLI NPU3HAHHOW aHaNMUTUYECKON
YUCTOTHI U BOAY, He Hxe 1- cTeneHun uucToThl B cootBeTcTBUM ¢ EN ISO 3696.

4.1 Metanon.

4.2 3taHon a6conioTHbIN, o6bemHas gons @ (CaHsOH) = 100 %.

4.3 3tanon, ¢ (CoHsOH) = 96 %.

WUszpaHue oduumansHoe
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4.4 Cynbcpat HaTpua 6e3BOOHbINA.

4.5 PactBop ruapookucu kanus (KOH) ana oMbineHus B COOTBETCTBYIOLLUX MACCOBbIX KOHLIEHTpa-
umsix, Hanpumep p (KOH) = 50 r/100 mn unu 60 r/100 mn, nnu cnupToBble pacTBopbl, Hanpumep 28 r KOH
B 100 mn cmecu ataHona/eogpl (9 +1) (V + V).

4.6 AHTMOKCMAAHTBI: ackopbuHoBas kucnota (AK), ackop6at HaTpus, cynbdua Hatpus (Na,S), 6yTun-
mpapokcutonyon (BHT), nuporannon unu rmapoxuHoH.

4.7 PacTBOpPMTENN M UX CMECH ANA IKCTPAKUMK: OUITUINOBLIA 3chup (NepoKCUa-YMCTLIN), Au-M3onponun,
neTponeiHblit acpup (¢ AvanasoHom kuneHus 40°C — 60 °C), n-rekcaH, AuxnopmeTaH, TeTpamapodypaHq,
TONyON UNKU COOTBETCTBYIOLLIME UX CMECK.

4.8 PacTBOp auetata ammoHus B metaHone (CH;CO.NH,4) = 0,05 mons/n.

4.9 TpnaTunamuH.

4.10 NoasuxHan ¢a3za BIXKX, aueronutpun (4.7): MeTaHONbHLIA pacTBOp aueTata aMmmoHus (4.8) +
auxnopmetaH (4.7) (75 + 20 + 5) (vactm o6bema), copepxawmii 0,1 % no macce Gyrmnrmpapokcutonyona (4.6) u
0,05 % no macce TpuatunamuHa (4.9). [inA O3HAKOMNEHUS C NOABWKHbLIMU hbaszaMu anbTEPHATUBHBLIX
B3»KX-cuctem cm. npunoxerue C.

4.11 CtaHpapTHble BelecTea

4.11.1 O6wme NONOXKEHUA

B-KAPOTWH M 0~KAPOTUH MOTYT ObiTh MOMYYEHbI OT PA3NUUHbLIX NOCTABLUMKOB, HanpumMep Sigma " Yucrora
CTaHfapTHbIX PacTBOPOB MOXeT BapbupoBaThes oT 90 % no 100 %. Moatomy Heobxoaumo onpepenuTb
KOHLEHTpaLuio rpagyMpoBOYHOIO PacTBopa CMEKTPOMETPUHECKN [CM. KOHLIEHTPALMIO U KOHTPONb YUCTOTHI
(4.12.2)].

4.11.2 p-kapoTuH, M (C4oHss) = 536,85 r/Mmonb, ¢ MUHUManbHOIW MaccoBoit aonen 95 %.

4.11.3 a-kapoTuH, M (CyoHsg) = 536,85 r/mons, ons kauecTBEHHOrO onpeaeneHus.

4.11.4 NukonwuH, M (C4oHse) = 536,85 r/monb, Ans Ka4eCTBEHHOrO OnpeaeneHusi.

4.12 OcHOBHbIe CTaHAAPTHbLIE PacTBOPbI

4.12.1 UcxoaHbik pacTBOp P-KapoTUHa

B MepHyo konby BmectumocTbio 100 mMn B3BewMBaKT 3 Mr CTAaHOAPTHOIO BelecTBa B-KapoTUHA
(4.11.2), pacteopsioT B 20 Mn AUXIIOpMETaHa, TeTparuapodypaHa unu tonyona (4.7). NMomewaiot MEepHyio
konby npumepHo Ha 30 ¢ B ynbTpa3ByKoByHo BaHHy (5.6). Pa3baBnsioT nonyyYeHHbIi pacTBOp N-rekcaHoM [0
o6bema 100 mn. 3atem 10,0 mn nonyyeHHOro pacTeopa pa3baBnsioT n-rekcaHom o 100 mn.

1 MR nony4YeHHOro CTaHOAPTHOTO pacTBOpa COAEPKUT OKONO 3 Mr KapOTUHA B N-rekcaHe/AmxnopmMeTaHe
(98 + 2) (V/V), n-rekcanelreTparugpodypane (98 + 2) (V/V) unu n-rekcaHe/tonyone (98 + 2) (VIV).

XpaHSAT UCXOHbIM pacTBOP B MECTe, 3aLlMLLEHHOM OT CBeTa, Npu Temnepatype MeHee Yyem 4 °C.

4.12.2 KOHLIEHTPaLUUA U KOHTPONb YACTOThI
N3mepsoT onTuyeckylo NMOTHOCTb UCXOJHOTO pacTeopa f-kapotuHa (4.12.1) npu makcumanbHOW AnvHe
BOJHbI Okono 453 HM ¢ ucnonb3oBaHueM crnekrpomeTpa (5.1). PaccunTbiBalOT MacCOBYIO KOHLIGHTpaUMIO p,
MKr/Mn, no copmyne
4
o= B,,-10
2592
roge Ayss — 3HaYeHue MOrnoLLeHNst UCXOAHOro PAacTBOpa NPU MaKCUManbHOM AfIMHE BOSMHbI OKOMNo 453 MM;
2592 — 3HaueHUe E!* PB-kapoTuHa B n-rekcaHe. MOXeT 3HaUNTENbLHO UBMEHSITHCA B 3aBUCMMOCTM

1cM
OT Ucnonb3yemoro pacrsopurens [8].
CooTHoLueHue Ayss/Azso BOIDKHO ObITb Gonblue 15, a cooTHOLWEHUE Ayss/A4gs [BOINKHO GbiTh B AuanasoHe
ot 1,14 go 1,18 ans nonHoro nepeHoca f-kapoTuHa [8].

4.12.3 CtaHpapTHbINA pacTBOp B-xapoTMHa

MuneTtxoii otHupatoT 20 MN OCHOBHOTO pacTeopa fB-kapotuHa (4.12.1), nomeLaloT B KPYrnofoHHYIO Konby
W OTTOHSAIIOT pacTBOPUTENb NPU NOHWKEHHOM fasneHuun (5.2) npu Temneparype He 6onee yem 50 °C. Pac-
TBOPSAIOT OCTaTtok B 20 MN pacTBOpUTENsi, COBMECTUMOIO ¢ obpaLeHHo-da3zoBon BAXKX.

CTaHpapTHbI pacTBOp rofieH B Te4eHue 7 CyT Npu XpaHeHuU B 3aLUMLLIEHHOM OT CBETa MecTe npu TeM-
nepartype Huxe 4 °C.

, )

) 3ra uHchopmaums aaHa ans ynobcTea NonbsoeaTenell AaHHOMO CTAHAAPTHOMO METOAA W He Npe/CTaBMseT pek-
namy CEN HassaHHOro NocraBwuka. MoryT 6biTb MCNONb30BaHLI 3KBUBANEHTHLIE NPOAYKTHI, ECNA OHWU MOTYT NPUBECTU
K TEM XKe pe3ynkTaTaM.

2
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4.12.4 CtaHaapTHbIe PacTBOPLI a-KapOTMHA M NIMKONMHa

OnsA kayeCTBEeHHbIX Leneil npeaBapuTensHO pacTteopsioT okono 0,3 Mr o-kapotuHa (4.11.3) unu nuko-
nuHa (4.11.4) npumepHo B 10 mn TeTparmppodypaHa (4.7) u passopat Ao o6vema 100 mn ataHonom (4.3)
Wnu ApYruM pacTBOPUTENEM, COBMECTUMBIM C cucTemoi BIOXKX.

CraHpapTHbIl pacTBOp rofeH B TeueHue 7 CyT NpU XpaHeHUU B 3aLUMLLEHHOM OT CBEeTa MecCTe Npu Tem-
neparype Huxe 4 °C.

5 Annapatypa u npub6ophbl

Wcnonb3yloT cTaHaapTHoe nabopaTopHoe o6opynosaHue u cnepyioieee:

5.1 YnutpacdmoneroBbiit UV-VIS cnektpometp (UV-VIS) ¢ kBapLeBoii kioBeTo Ha 1 CM, CNOCOGHBIIA
u3amepaTb abcopbuuio Npu onpeaeneHHon ANMHe BOMHbI.

5.2 PoTauMoHHbIVW BaKyyMHbI Mcniaputenb C BOASHOW 6aHell U BakyyMHOW KamepoM.

MNpumeyanue — [inA 3anonHeHUsi Bakyyma peKoMeHAYeTCsi UCNoNb30BaTh asoT.

5.3 Cuctema BIXX, cocrosilias U3 Hacoca, npeacrasnsiowero cobor ycTpoucTso aAnsi BBoaa npobbi,
netektopa UV-VIS u cuctembl 06paboTku faHHbIX, HANpUMep UHTErPaTop UIK 3anUCbIBaloLLEe YCTPOUCTBO.

5.4 KonoHka ana BIOXX

AHanuTuueckas KonoHka obpartHoi ¢asbl, Cqg (paamep yactuy — 5 mkm, auametp 4,0 — 4,6 mm, gruHa
KOFOHKU — 250 MM).

MoryT 6biTb UCMONb30BaHbLI U APYrUe TUMbl KONIOHKM U pa3Mepbl YacTul, KPOMe yKasaHHbIX B HacTos-
wem craHpapte. YTobbl rapaHTMpOBaTh SKBUBANEHTHbIE pe3ynbkTarhl, AN TakKMX MartepuarnoB [OMycKaeTcs
afjanTupoBaTh YCNOBUsi XxpoMaTorpacuu.

Kputepuem acpbhekTMBHOCTM Ansi COOTBETCTBYIOLUMUX aHANUTUYECKMX KOMOHOK SIBMSIETCA CTeneHb pas-
OeneHus ansl BCeX TPaHC-0-KapOTUHOB M ANsi BCeX TPaHC-B-KapOTUHOB, KOTOpasi A0IKHA ObiTh Bbile Yem 1.

Mopxopswwmmu copbeHTaMm pnst RP KOMOHKM SBNAIOTCA, Hanpumep, VydacB® 201TP54 ¥, VydacB®
218TP54 ¥, Eurospher 100-Cys ¥, UltraspherB® ODS ¥, SpherisorbB® ODS2 ¥, ZorbaxB® ODS ¥ u
LiChrospherB® RP-18 . KonoHku Taioke MoryT 6biTh MCTIONb3oBaHbI B komnnekte. Kpome Toro, Lienecoob-
pa3Ho UCToNb30BaTh NPeAKONoHKM, YTOObI YBESTUYNTL AONTOBEYHOCTE aHAJTUTUMECKON KOJIOHKW.

5.5 YcTtpoiicTBo AnA (hpunbTpoBaHus

YCcTponceTBo Ans pUnbTPOBaHUS XXUOKOCTEN NoA BaKyyMOM ¢ nnatcopmoit ana ¢unbTpa; MembpaHHbie
uneTpbl, AMameTp nop 0,45 Mkm.

MpvmeyaHue — [ins yBenu4yeHUs AONTOBEYHOCTU KOMOHOK MOABMXHLIE ha3sbl, a Taloke pacTBOP aHaNM3upyemoi
npobkl nepes UCnorL30BaHMEM UM BBOAOM MOXHO (hunbTpoBaTth Yepea MeMGpaHHbI unbTp.

5.6 YnbTpasBykoBasi BaHHa
5.7 ®unbTpbI pasaeneHus ¢as (HeobsisaTenbHbIe)

6 OT60op npo6
OT160p npob — no CTB ISO 5555, ecnu nogxoauT.

7 NMpoBepeHMe UCNbITaHUSA

7.1 MpurotoBneHue NpookbI

Mpoby romoreHnsupytoT. TBepaylo Npoby U3Mens4alT Ha COOTBETCTBYHOLLEN MenbHULIE U TIaTernbHO
nepemeluvsaiot. lNpegycmaTpusaloT NpeaBapuTensHoe oxnaxpaeHue npobbl B cnyyae, korga npoba nog-
Bepranacb BO3[ENCTBMIO BbICOKO TeMnepaTtypbl B TEYEHUE ANMUTENbHOTO Mepuoda BPEMEHU. B-KapoTuH
yyBCTBUTENEH K UV-M3anyyeHuio u ceeTy.

2 CraHpapTHele pacTBOphLl a-KApPOTUHA W MMKOMUHA HE SBMSAIOTCH HEOGXOAVMLIMA NS KOMUMECTBEHHO OLIEHKW
B-KapoTuHa B CTaHAapPTHOM 3KCTPaKTe, HO NOMOraloT YTKO ONMPeAenuUThb pasfiMyHbLIe COBAUHEHUS.

3 VydacB® 201TP54, Vydac® 218TP54, Eurospher® 100-C+s, Ultrasphere® ODS, Spherisorb® ODS2, Zorbax®
ODS u LiChrospher® RP18 siBnsloTca AOCTYNHbIMU ANS nonb3oBartens. Ota wHdopMauuvs npuBeaeHa ans ygobersa
norib3oBaTens HacTosLLIero CTaHAAapTU3OBaHHOrO MeToAa U He coaepxuT peknaMbl CEN ykasaHHbIx copGeHToB.
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7.2 MNMpwroroBneHue obpasLia KOHTPONLHOrO PacTBOpa

7.2.1 OmbineHue

Owmbinenune ot 2 r Ao 10 r npo6bl NpeAnoYTUTENEHO NPOBOAUTL B aTMochepe a3oTa, MCNonb3ys CooT-
BETCTBYIOLLee KONMYECTBO dTaHona (4.3) unu metaHona (4.1), BoAbl, aHTMOKCUAAHT (4.6) n OAMH M3 pac-
TBOpOB MApookucu kanus (4.5). MoxHo Taioke no6aButh Cynbcua HaTpUsA ANsA NPeAOTBPALLEeHUS OKUCTTKU-
TenbHbIX KaTanuTuyeckmx adpeKToB cneioB METanmnos.

MpumMepbl COOTBETCTBYIOLMX COOTHOLLEHWIA peareHTOB NpuBeAeHbI B Tabnuue 1.

Tabnuua 1
Macca o6pasua, r Cnvpt AHTUOKCUAAHT wapokcua kanua
2-5 50 mn meTaHona 0,251 AK 5 mn pacteopa 50 r/100 mn
5-10 100 mn aTaHona 1rAK + 0,04 r Na,S 20 mn pacreopa 60 r/100 mn
10 150 mn aTaHona 1rAK 50 mn pacteopa 60 r/100 mn

O6bIYHO NPOAOIMKMTENbHOCTL OMBINIEHUS COCTaBnNAeT B npegenax ot 30 Ao 45 MMH Npu TeMnepatype
HarpeBaHus ot 80 °C go 100 °C.

Ecnu nocrie OMbINEHUsi U OXIXAEHUS| Ha NMOBEPXHOCTU Npo6bI NPUCYTCTBYET XUP Unu Macno, AobasnsioT
[OMNOMHUTENBHOE KONUYEeCTBO 3TaHONOBOIO pacTBopa MMApPOKCHMAA Kanua U 3Tan OMbINeHUs Npoanesalor.

MpumeyaHue — U3 obeaxvpeHHbIX 06pasLIoB, Takux kak (ppyKTbl UNW OBOLLW, MOXHO MOMYYMTb BLITSDKKY, MCMONb3YA

HenocpeACcTBEHHO MOAXOASLLMIA pacTBOPUTESlb, C NOMOLLLIO COOTBETCTBYIOLEro MeTofa (HanpuMep, kak onucaHo

B [9] — [11]). OnHako pexkoMeHpayeTcsi, YTOObI XpomaTorpacuyeckoe pasaesnieHve BbiMONHANOCHL COMMacHo BhLILLIe-

onucaHHbLIM TpeboBaHusiM (Npobnema BMeLLaTenscTea).

7.2.2 QkcTparnpoBanme

Bo unabexaHne o6pa3oBaHusA 3MyNbCMM KONUYECTBO BOAbI, KOTOpOe A06GAaBNSAIOT B OMbINEHHbIN pacTBop
npo6bl, [OMKHO BbITb TakUM, YTOGbI COOTHOLLIEHUE CNUPTA K BOAE B KOHEYHOM pacTBope 6birno 1: 1.

3KCTparvpyioT B-KapoTUH U3 OMbINSEMOro pacteopa o6pasiia ¢ NOMOLLLIO NOAXOASLIEro pacTBOpUTENS
unu cMecu pacteoputeneii (4.7). NMoeTopsioT akcTpakuuio 3 — 4 pasa, Ucnonb3ys pacTBopuTenu o6LemMom
ot 50 go 150 mn. MNMpomMbIBaT KOMGUHUPOBAHHDIA IKCTPAKT [0 HeWTpanbHOro aHa4eHusi pH Boaoi (06bIMHO
2 — 4 pasa o6bemom ot 50 oo 150 mn).

7.2.3 KoHueHTpUpoOBaHue

OKCTpaKT OTTOHAIOT Ha poTauuoHHOM ucnaputene (5.2) npu ucnonb3oBaHuM BakyyMa npu Temneparype
He Bonee 50 °C.

Insa ypaneHus cnepoB BoAbl K 9KCTpakKTy npobbl fo6aBnsiot cynbtar Hatpus 6e3sopgHbiin (4.4) wnu
MCMONb3YKT a3e0TPONHYK NeperoHky ¢ abConoTHLIM aTaHONOM (4.2) unu Gyrunmapokcutonyonom (4.6).
MoryT npumMeHsiTbCA ANSA YAaneHus Cnepos Boabl Apyrve SKBUBaNeHTHbIe MeTOoAbl, Takue Kak ha3oBoe pas-
fdeneHuve cunbTpoBansHon Gymaroii (5.5), npu ycrnosuM, YTO OHU HE NOBMUSIIOT HA pe3yrnbTarThl.

7.2.4 PaaBepgeHve

MNMoBTOPHO pacTBOPAIOT OCTATOK B TOW e CMeCcH pacTBOpUTEnei, C UCMONb30OBaHUEM KOTOPOW Gbinu
NPUrOTOBNEHbI CTaHZapTHbie pacTeopbl (4.12.3 — 4.12.4), npeanoyTUTEensHO B CMECU pacTBopuTerneit noa-
BWXKHOI chasbl unu apyrom pacrsoputene BOXKX, coBMectuMoM co cnocobom nonyueHusi f-kapoTuHa KOH-
ueHTpauven o 5 Mkm/mn. 3To pacTBop aHanU3upyemoii npoGhb.

7.3 Upentndhmxauus

MpeHTuduumpyioT B-kapoTuH, CPABHUBAsi BPEMS YAEPXXUBAHUS OTAENbHbIX MMKOB HA XpoMaTorpammax
aHanu3upyemoro pacrsopa npobbl CO BpEMEHEM yZepXUBaHUsi CTaHOAPTHLIX PACTBOPOB NPU OAUHAKOBbIX
YCIOBUSIX, NONy4YeHHbIX C pacTBOPOM Nnpobbl (7.2.4) u craHpapTHLIMKU pacTtBopamu (4.12.3 — 4.12.4). Takke
MOXHO MAeHTUULMpoBaTb NukM, A06aBnsas Hebomnbluoe KONUYECTBO COOTBETCTBYIOLETrO CTAHAAPTHOrO
pacTeopa B pacTsop npobGbi.

MpumeuaHue — PaspeneHve n konuvecTBeHHoe onpepeneHve GyaeT AocTaTouHbiM, ecnu GyayT BLINOMHATLCA

cnegywolue xpomarorpaguueckue yCnoBus (CM. pucyHok A.1).
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CraumonapHas ¢hasa: SpherisorbB® ¥ ODS2, 5 mim, natpoH 100 x 4,6 Mm B couetaHmm ¢ VydacB® ¥
201TP54, 5 mkm, 250 x 4,6 Mm.

MopewxkHasn chaza BIXKX: aueToHUTpUn + METAHOMbHbLIA PacTBOP aueTrata aMMOHUS + AvXnopMeTaH
(75 + 20 + 5) (vactm obbema), copepxawmin 0,1 % no macce 6ytunruapokcutonyona u 0,05 % no macce
TpUSTMNAMUHA.

Motok: 1,5 Mn/MuH.

O6bem BBoga: 50 mkn.

CrneKkrpoMeTpuyeckoe feTeKTMpOBaHHUe: ANMHA BONHbI NOrMoweHus 450 HM.

7.4 Onpenenexue

BeBopgsaT cootBetcTBYIOWMIA 06bem (Hanpumep, 20 mn) ctaHgapTHoro pacteBopa (4.12.3) u pacreopa
npobnl (7.2.4) B cuctemy BAXKX (5.3). MpoBoasaT konuyecTBEHHOE onpepaerneHme MeTOA0M BHELLHEro CTaH-
AapTa, UHTErpupys nnowaav NUKoB MU onpeaenss BbiCOTY NUKOB, NONYYEHHYI0 OT CTaHAAPTHLIX PacTBO-
poB npo6bl, U CpaBHUBAs pe3ynbTaTbl C COOTBETCTBYIOWUMU 3HAYEHUSIMU CTAHAAPTHBIX BELLECTB, UMEIOLLUX
TaKoe e BPeMsi YAePKUBAHUS, UIN CTPOA KanuGPOBOYHYIO KPUBYIO.

BeopgsaT paBHble 06beMbl pacTBopa Npobbl U CTaHAAPTHLIX pacTBOpoB (4.12.3 — 4.12.4) unn KOMNEeHcuU-
PYIOT C COOTBETCTBYIOLMM (haKTOPOM B BbIMUCNEHUNAX pe3ynbTaToB. [poBepsioT NMHEAHOCTL KanubpoBoY-
HOW KpuBOW. MpOBEPAIOT NUHEAHOCTbL KaNMGPOBOYHOW (PYHKLMM C UCNONb3OBAHMEM KaK MUHUMYM Tpex
YPOBHE# pa3sBefieHus1 UCXOOHOIo pacTeopa p-kapotuHa (4.12.1).

7.5 KonuuecTBO onpeneneHuin
BbINonHsIOT He MeHee ABYX HE3aBUCUMbIX ONpeaeneHui.

8 Pacuer

BbluMcneHuss OCHOBLIBAIOT UNK Ha OnNpeAeneHnn No KanubpoBoyHOMY rpacuKy B NMHEHOW obnacty,
Unu No cnenyloLLei YNnpoLLEeHHOW npoueaype.
PaccuuTbIBalOT MaccoBylo KOHLUEHTpauuio obiuero p-kapotuHa p, Mr/100 r npo6bl, no hopmyne

As'c'vs’va

P= A -m-V, 1000 @
roe As  —Mnowagu nuKoB UMK BbLICOTbI NUKOB ANSi M3OMEPOB B-KapoTUHA, NOMyYeHHbIe U3 pacTBopa
npobbl (7.2.4), B eguHULAX NMOWaau Unu BbICOThI;
C  — OTKOppeKTUpOBaHas KOHLEHTpauus (4.12.2) B-kapoTuHa B CTaHZAPTHOM pacTBope, MKr/mr;
Vs —obwuit o6bem pacteopa npobel (7.2.4), mn;
Vst —o6bem BBEAEHHOro CTaHAapTHOroO pacTBopa, MK,
Agst —nnowaab NuKa Unu BLICOTa NUKa ANA B-KapoTUHA, NOMyYeHHbIe U3 CTaHAapPTHOrO pacTBopa

npo6bi (4.12.3), B eaMHULaXxX NAOLWAaaN UNu BbICOTLI;
m — macca npobebil, T;
Vis —o6bem BBOAMMOro pactBopa npobkl, MKI;
1000 — KoacpcpuLMEHT NnepecyeTa MUKPOrpaMMOB B MUTNNUTPAMMbI;
100 — KkoadpcpuLmeHT nepecyeTa cogepxumoro Ha 100 r.

9 NMpeun3moHHOCTb

JNaHHble MexnabopaTopHbIX UCTbITAHWUIA Ha NPEeLM3MOHHOCTb MeToda yKasaHbl B NMpuUnoxeHuun B. JaH-
Hble, NOSyYEHHbIe B pesynbTare 3TUX MCMbITAHWAX, HEe MOryT ObiTb NPUMEHEeHb! Ans APYrMX Auanas3oHOB
KOHL|eHTpaLumiA u Npo6, He ykasaHHbIX B NpunoxeHuu B.

4 Spherisorb® sBnsieTcs npoaykToM, nocraenseMsiM Phase Separations Inc; Vydac® siBnsertcs npogykTom, no-
crasnsieMbiM The Separations Group. 3ta uHdopmaLus faetca Ans yao6eTea nonb3oBaTeneii HACTOSAILLEro cTaHaapTa
1 He sBnsietca peknamoii CEN ykasaHHoro npogykra. MoryT mcnonb30BaThCsl 3KBUBArEHTHblE MPOAYKTHI, 6CNU OHU
NpMBEAYT K aHanorM4HbLIM pesynbTaTam.
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9.1 CxoaumocThb

AGconioTHas pasHULa MeXay He3aBUCUMBIMU pe3ynbTaTamu aHarnmaa, NoMyYeHHbIMU Ha UOEHTUHHOM
ucnbiTatensHOM Marepuane ofHUM W TeM Xe OnepaTopoMm, KOTOpblii Ucnonb3ayeT To xe o6opyaoBaHue
B npepenax KopoTKOro NPOMEXyTKa BPEMEHU, He AOIKHbI MPEeBbILWATL Npeaen NoBTopseMocTy r Gonee yem
B 5 % cnyvaes.

3HauyeHnsiMK ans obLero B-kapoTuHa ABNAINTCA:

MaprapuH x=0,253 mMr/100 r r=0,032 mr/100r

BuramuHuaupoBaHHbIi HaNUTOK X =2,248 Mr/100r  r=0,19 Mr/100Tr

MopoLuok ans nyauHra x =1,831mr/100r r=0,24 M/ 1001
OBoLHas cmecb x =18,05Mr/100r r=2,0Mmr/100 T

9.2 BocnpoM3BoAUMOCTb

A6conioTHas pasHuua Mexay ABYMsi pe3ynbTaTaMyu aHanu3a UOEHTUYHOMO UCTIbITaTeNbHOro Marepuana
Asyx nabopartopwuii He 4OMKHa NpeBbILLaTh Npejen BOCNpousBoguMocT R Gonee yeM B 5 % crnyyaes.
3HaveHusiMu ans obuiero -kapoTuHa SBNSIKOTCA:

MaprapuH x =0,253 Mr/100r R =0,069 Mr/100r
ButaMMHU3UPOBaHHbIA HANUTOK x =2,248 Mr100r R=0,41mr/100T
Mopotuok Ana nyavHra x =1,531 Mr/100r R=0,40Mr/100T
OBowHan cmecb x =18,05mr/100r R=7,6 /1001

10 MpoTokon ucnbITaHUi

MpOTOKOMN UCTBITAHWUIA [OMKEH KaK MUHUMYM COAepXaTh Crieayiowme AaHHble:

— BCIO MHbopMaLmIo, Heobxoaumyio ansi ugeHTucukauumn obpasua;

— CChINKY Ha HacTOSAILLMM CTAHAAPT MK Ha APYroi UCNONb3yeMbIi METOA,;

— pe3ynbTaTthbl U €AUHULbI, B KOTOPbIX BbIPAXEeHbI pe3ynbTarh;

— paty u metop otbopa npob (ecnu u3BecTHO);

— [aTty nonyyeHus,;

— [aty uccnefoBaHus;

— mobble 0COBGEHHOCTU, KOTOpble HabnaANUMCL Ha NPOTAXEHUU UCCrNenoBaHus;

— BCE OnepaLMOHHbIe OCOGEHHOCTU, He yKa3aHHbIe B HACTOSALLEM CTaHAApTe MNW yKasaHHbIe Kak ao-
nonHuTenbHble, BMECTE C APYTMMU AEeTansiM1, KOTOpPbe MOIMU NOBMUSTL HAa pe3ynbTaThl.
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Mpunoxexnue A
(cnpaBouHoe)

Mpumep xpomaTorpaMmmMbl BLICOKOI(PhEKTUBHOM KUAKOCTHOMN
Xpomartorpagpmyeckon CUCTeMbI
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a) — nornoLleHue;
b) — Bpems

CrauuoHapHas ¢asa: SpherisorbB ® > ODS2, 5 Mkm, natpon 100 x 4,6 MM B codeTaHum ¢ VydacB® ¥
201TP54, 5 mkm, 250 x 4,6 MM

MoasuxHas casa: ALETOHUTPUN + MEeTaHOMbHbIM PacTBOp alertata aMMoHus + auxnopmetaH (75 +
20 + 5) (o6bemHble yacT), copepxawmit 0,1 % no macce GyTMnmapokcUTo-
nyona u 0,05 % no macce TpuaTunaMmuHa

MoTok: 1,5 mn/MmuH
O6beM Bripbicka: 50 mm®
HeTekTupoBaHue: 450 HMm

PucyHok A.1 — lNMpumep no pasgeneHuio BOXX a- n f-xapoTuHa U IMKONUHA B CMELIAHHOM
pacTuTennHoM obpas3ue

9 Spherisorb® sBnseTcs npoaykToM, nocraensieMbiM Phase Separations Inc; Vydac® sBnseTca npogykTom, no-
craensieMbiM The Separations Group. 3ta uHcopmaums npveegeHa ans yno6cTea nonb3osareneit HAaCTOALLEro CTaH-
fapra u He npeactaenset coboii peknamy CEN ykasaHHBIX NPOAYKTOB. MOryT UCMONb30BaTLCA SKBUBANEGHTHLIE NPOAYK-
Tbl, €CNU OHU NpuBeAayT K aHaNOrMYHbLIM peaynbTartam.
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Mpunoxexnue B
{cnpaBo4Hoe)

JlaHHbIe NpeyU3uoOHHOCTH
CratucTuyeckue peaynbTathl U AaHHble NPeLU3UOHHOCTU, NpUMBefeHHble B Tabnuue B.1 ana onpepe-

nexus obiyero f-kapoTuHa, 6bIMu yCTaHOBNEHbI NOCPEACTBOM MexnabopaTopHbIX UCTILITaHWA B COOTBETCT-
BuM ¢ ISO 5725-2:1994 [12], opraHusosaHHbix W. Schuep u J. Schierle [11].

Ta6bnuuya B.1
aprapm | e, | et | ot

AHanuT-BeLLeCcTBO O6wuin O6wwumin O6wuin O6wwui
B-kapoTuH B-KapoTuH B-xapoTuH B-xapoTuH

'op, MexnabopaTopHOro UCTbITAHUA 1995 1995 1995 1995

Konuyecteo naboparopuii 13 13 13 13

Konuuecteo npo6 1 1 1 1

KonuyectBo naGopartopuii, OCTaBLLIMXCA

NMOCNe UCKIIOYEHUSI PE3KO OTKITOHSIO-

LMXCA 3HAYEHUN 12 12 11 12

KonnyecTBo pesko OTKNOHSIOLUXCA

3HaYeHU 1 1 2 1

KonunyectBo Nony4YeHHbIX pe3ynbTaTos 55 59 51 56

CpepHee 3HaueHue, Mkr/100 r 0,253 2,248 1,531 18,05

CraHpgapTHOe OTKNOHEHUue NoBTopsie-

MOCTU S, MKr/100 r 0,011 0,065 0,085 0,71

OTHocuTensHoOe CTaHAAPTHOE OTKIOHe-

Hue nosTtopsiemoctu RSD,, % 4,5 2,9 5,6 3,9

3HaueHue nosTopsiemocTu r (2,83 x s,),

Mkr/100 r 0,032 0,19 0,24 2,0

CTaHgapTHOe OTKNOHeHUe BOCrpous-

BOAUMOCTHU Sg, MKI/100 r 0,024 0,15 0,14 2,7

OTHOCUTENbHOE CTaHOAPTHOE OTKIOHEe-

Hue Bocnpoussogumoct RSDg, % 9,7 6,5 9,3 15

3HaveHue BOCMpOM3BOAUMOCTM R

(2,83 x sg), Mmkr/100 1 0,069 0,41 0,40 7,6

MpoBepka JaHHbIX, NpUBedeHHbIX B Tabnuue B.2, ocywectBnsnace EBponeickoi koMuccueit B pamkax
Mporpammbl UCMbITAHWIA M CTaHAaPTHLIX U3MEpeHui, koTopasi npoeogunack Institute of Food Research,
Norwich, United Kingtom, B 1996 r. no namepeHuio obLLero f-kapotmHa B CMeLLaHHOM pacTutensbHoi npobe [10].

Tabnuua B.2
Mpoba OsoLLHas cMecb

"'og mexnabopaTopHOro UcnbiTaHus 1996
Konuuecteo naboparopuii 14
Konunuecteo npob 1
Konunuecteo nabopartopuii, OCTaBLUUXCH NOCHE UCKIIOUYEHUST PE3KO OTKIOHSH0-
LMXCS 3HAYEHUI 14
KonuuectBo pesko OTKIMOHSAIWMXCA 3HAYSHUH 0
KonuuecTtBso 3anucen 14
KonuuecTBo nonyyeHHbIX pesynbTaToB 60
CpepHee 3HadeHue, mr/100 r 2,37
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OxkoHyaHue Tabnuubl B.2

Mpoba OBolLHas cMech
CraHpgapTHOE OTKIIOHeHWe NoBTopsieMocTu S, Mr/100 r 0,159
OTHOCUTENEHOE CTaHZapTHOE OTKIIOHeHue nosTopsemoctu RSD,, % 6,7
3Ha4eHue noeTopsiemocTu r (2,83 x s;), mr/100 r 0,450
CraHgapTHOE OTKIOHEHWE BOCNPOU3BOAMMOCTU Sg, Mr/100 1 0,241
OTHOCUTENbLHOE CTaHZapTHOe OTKIMOHEeHUe Bocnpon3eogumocTu RSDg, % 10,2
3HaueHue BocnpouasoaumMocTu R (2,83 x sg), mr/100 1 0,682

MpvmeyaHve — [laHHbIe, Nony4YeHHbIe B JaHHOM MeXAYHapoAHOM CpaBHUTENLHOM UccriefjoBaHuy, 6binu cgopmumpo-
BaHbl C MCMONb30OBaHWEM PasnUYHbIX MEeTOAOB, WAEHTUYHLIX NpoledypaM aHanusa yyacreylolmx naGopaTtopuin ©
cuctemamu HPLC, kak onucaHo B npunoxeHun C.
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Mpunoxexnue C
(cnpaBo4HoOe)

AnbTepHaTUBHbIE CUCTEMbI BLICOKO3((PEKTUBHOM KMAKOCTHOU XpomaTorpadpum

PaspeneHue 1 kONMYecTBEHHOE OnpegeneHue MoXeT BbiTb YA0BNETBOPUTENbHLIM, €CIU BhINOHAIOTCA
Xpomatorpachmyeckue ycrnoeus, npueegeHHble B Tabnuue C.1 [10]. Cwm. Taioke [11].

Ta6nuuya C.1 &

Pa3amepebl HeTtekTun-
KonoHka KOJ'IOHKM?MM MopewkHan ¢asa Motok pOBaHME
Spherisorb® ODS2, CH3CN + (MeOH +
5 MKM 100 x 4,6 |0,05 monb/n NH,AC) +
OONOMNHUTENBHO DCM (75 + 20 + 5),
Vydac® 201TP54, copepxalymii 0,1 % BHT
5 MKm 250x4,6 |n0,05% TEA 1,5 mn/muH 450 um
NucleosilB® CH;CN + (MeOH + — OuogHas
3 MKm 125 x 4,6 0,05 monb/n NH4AC) + marpuua
Vydac TP54, 5 Mkm 250x4,6 (DCM (70 +20 +5),
cogepxauwmmn 0,05 % TEA
Vydac® 201TP54, MeOH + THF (95 + 5) + OuopHasn
5 MKM 250x46 |0,1% BHT 1,0 Mn/MuH marpuua
Vydac® 218TP54, MeOH + THF (99 + 1) + 450 Hm
5 MKkM 250%4,6 |50 ppm AK 1,5 mn/mMuH
Eurospher® 100-C18, 0 MUH — 6 MuH: 1,8 Mn/MuH | AuogHasn
5 MKM 250x4,6 |CH,CN +MeOH (85 +15) |6 MuH —20 mun: 3,5 mn/mMuH | maTpuua
Spheri-5-0ODS, CH4CN + MeOH (85 + 15) OvopgHasn
5 MKM 220 x4,6 |uCH;CN - marpuua

% O6o3HaueHus:
MeOH — metaHon;
EtOH - araHon;
AK — ackopBuHoBas kucriota unu ackopbar HaTpust;
KOH — rugpokeug, kanus;
THF - TeTparugpodypaH;
CH3CN — auetonuTpun;
DCM - guxnopmertas;
NH4AC — aueTar ammoHus;
TEA — TpUatunamuH;
BHT - 6yTunrmapokcuronyon.

10
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certificationof the mass fractions of vitamins in four reference materials: wholemeal flour (CRM
121), milk powder (CRM421), lyophilized mixed vegetables (CRM 485) and lyophilized pig’s liver
(CRM 487). EUR-ReportDOC/BCR/01/98. Commission of the European Union, Luxembourg
(CepTuchmkaLusi MaccoBOM [ONU BUTAaMUHOB B YETbIpeX CTaHAAPTHbIX MaTepuanax: myka rpyboro
nomona (CRM 121), monouHsiii nopowok (CRM 421), nuochunuanposaHHas cmecs oeowueii (CRM 485)
1 nuocpunuanpoBaHHas neyeHb cBuHLM (CRM 487))

Schuep, W. and Schierle, J., 1997. Determination of g-Carotene in Commercial Foods: Interlabora-
tory Study. Journal of AOAC International Vol. 80 No. 5, 1057-1064
(OnpepeneHue B-kapoTuHa B KOMMepYeCckux npofykrax: MexxnaboparopHoe uccnegosaHue)

ISO 5725-2:1994 Accuracy (frueness and precision) of measurement methods and results — Part 2:
Basic method for the determination of repeatability and reproducibility for a
standard measurement method
(TouHOCTb (NPaBUNBHOCTL U NMPELMU3UOHHOCTL) METOAOB U pe3ynbTaTtoB U3Me-
peHuid. Yactb 2. OCHOBHOI METOZ, OnpeaeneHuss NOBTOPSIeMOCTU U BOCTPOMU3-
BOAUMOCTU CTaHZAPTHOIO MeToZa U3MEepPeHUit)
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CTb EN 12823-2-2012

Mpunoxenue A.A
(cnpaBo4Hoe)

Csenenunsi 0 COOTBETCTBMM rOCy1apCTBEHHbIX CTAaHQAPTOB
CCbINOYHLIM €BPONEHCKUM CTaHAApTaM

Ta6bnuua [1.A.1 — CBegeHUA O COOTBETCTBMM rOCYapCTBEHHOrO CTaHAApPTa CCLISIOYHOMY E€BPONeMCKOMY

cTaHgapTy
OGo3HaueHWe U HauMeHoBaHWe ggg:::ﬁ O603HaueH1e U HaMMeHoBaHWe
CCLINTOYHOTO 8BPONeCcKoro cTaHaapTa cTBVS rocyaapCTBeHHOro cTaHaapTa
EN 12823-1:2000 MpogykTbl nuweBbie. Onpe-| IDT |CTB EN 12823-1-2012 MpoaykTbl nuLieBble.

JeneHue cogepXaHusi BUTaMMHa A MeToaoM
BbICOKO3(O(PEKTUBHON XUOKOCTHOW XpOMaTo-
rpacpun. WMamepeHue konuuectBa MOMHOIO
TpaHc-peTuHona u 13-uuc-peTuHona

OnpepeneHve copepXxaHusi BUTaMuHa A MeTo-
AOM BbICOKO3(PDEKTUBHOM XKUOKOCTHON XpoMa-
Torpachun. Yacte 1. MamepeHue KonudecTea
NONHOro TpaHc-petTuHona u 13-uuc-peTuHona

Ta6nuua [1.A.2 - CBefjeHUsi 0 COOTBETCTBMM FOCYAapCTBEHHOIO CTaHAapTa CCLIFIOYHOMY €BPONeCKOMY
CTaHaapTy, KOTOPbIl ABNASETCA UASHTUUHLIM MEXAYHaPOAHOMY CTaHAAPTY

XUPbI XXUBOTHbIE U pacTUTENb-
Hble. OT60p npob

XMBOTHbIE W pacTUTEnbHbIE.
OT60p Npo6

O603HayeHWe 1 HaumeHoBaHWe CreneHb
CCHINIOYHOrO BBPONENCKOND O':'oauaqeuue : :amguo:a:ue COOTRET- Oﬁosuaqeu:eH: Hame»;ozauv;e
cranpapra eXAyHapoAHOro ctaHaapTa CTRMS rocynapCTBeHHOro CcraHaapT:
EN I1SO 5555:2001 Macna u|ISO 5§555:2001 XXupbl u macna| IDT |CTB ISO 5§555:2009 Xupbl u

Macna >XWBOTHbIe M pacTu-
TenbHble. OT60p Npob
(1ISO 5555:2001; IDT)
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