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| Agilent 1260 Infinity IT

MeTopyiKa n3MepeHr MacCOBOM KOHLIeHTPpaL[UU (IPOLIeEHTHOTO
coZiep>KaHusi) BogopacTBopuMbix BUutTaMuHoOB (C, B1, B2, B3 (PP), B5, B6,
B7, BS, B12) u BuTamnHa K3 B BUTaMUHHBIX NperapaTax U mpeMUKcax
MeTOZ,0M BbICOKO3(P(heKTHBHOM >XUJKOCTHOM XpoMarorpadun

BBepenne

CocTtas BUTAMHWHHBIX OGOFaTI/ITeJ'H)HbIX CMeCeﬁ
(MpeMHMKCOB 4 BUTaMMHHBIX  IIperapaTtoB)  CTPOro
perliaMeHTUPOBAH MU [OJ/DKeH TIaTe/IbHO KOHTPOJ/IMPOBATBLCA,
T. K. YPOBe€Hb COAep>KaHWA BHUTAMHHOB SB/JIAETCA Bd)KHBIM
MOKa3aTejieM KauyeCTBd KOPMOB. KOHTpOJ'IL CoepXaHus
BUTAMHWHOB H606X0,E[I/IMO MpPpOBOAUTDL KdK IIPpU HepBOHaqaﬂbHOﬁ
IMMpOBEPpKe COOTBETCTBUA FOTOBOP’I MNPOAYKLIMU 3adAB/IA€MbIM
XdPaKTepHUCTUKAM, TdK W TMPU TIOATBEPXAEHWU TTOCTOAHCTBA
COCTaBa MpEMUKCOB nu BUTAMUWHHBIX KOHILI€HTPAaTOB B
xofle xpaHeHusi. CoBpeMeHHOe COCTOsIHMe MeToJuuecKon
6{:’[3];1 He I103BOJIsACT BBITIOJ/IHATH KOHTPOJIb T10JIHOT'O

nepeudst ~ HeOOXOAWMMBIX  IOKa3aTesied,  OTpaKaroIluX
KaueCTBO  TIPOAYKLMH:  CYIIeCTBYHOI[He  oduilHaIbHbIe
MeToAbl  00ecreurBalOT  OMpeje/ieHde  OrpaHUYeHHOTo

yKC/la BUTAMUHOB U 37ieMeHTOB [1]. Pa3paboTka u BBefieHHe
COBpEMEHHBIX 3(P(eKTUBHBIX TIOAXOJ0B K KOHTPOJIIO KauecTBa

KODMOBBIX ZI00ABOK, B 3TOM KOHTEKCTE, SIBJISIETCS aKTyalbHOM
3aZiaueil M CAY)KUT TepBOM CTYIeHbIo sl (OpPMHUPOBaHMUS
cbamaHcHpoBaHHOrO W 6e30MacHOro paryioHa KOpPMJIEHHS
JIOMAIIHUX >KUBOTHBIX U ITTHLI.

YuuTbiBast aKyTalbHOCTb 3a/auu, KOMIaHHUs
ECA Cepeuc paspaboTana MeTOAUKY H3MEPEHHH MacCCOBBIX
KOHLIeHTpaluii (TPOLIEHTHOTO COfep>KaHUsl) pacliipeHHOro
nepeuHsi ButamMuHOB rpymnmnel B (B1, B2, B3/PP, B5, B6,
B7, B9, B12), a Ttakke ButamuHoB C u K3 B BUTaMHHHBIX
rperapatax ¥ IPeMHKCaX MeTOIOM BBICOKO3(deKTUBHOM
JKUJKOCTHOM  Xpomarorpadpum C  Y®-7eTeKTHpOBaHUEM.

IToka3aTe/ M TOUHOCTH MeTOAUKH U JHAIId30HbI JIMHEeMHOCTH

[vara3oH TUHEHHOCTH,

BuramyHel MI/KE
Tuamun (B1) 0,01 —100
Pubodasun (B2) 0,005—10
Huxkotunamug (PP / B3) 0,03 — 300
HukoruHoBast kucnota (PP / B3) 0,2 —200
ITanToTeHOBas Kucsiora (B5) 0,2 — 200
IMupupnoxcun (B6) 0,02 —-100
buorun (B7) 0,2 — 100
®dosnueas kucsora (B9) 0,006 — 100
Lnanokobomamus (B12) 30~ 100
0,2 —30
Ackop6unosas kuciota (C) 0,03 —200
K3 (B popme meHai10Ha) 50 — 5000

Tabmmmal. TTokasareny TOUHOCTH METOAWKM U AWaria30Hbl THHEHHOCTH.

3HaueHHe OTHOCHUTEJIbHOM MOTPeITHOCTH U3MepeHu, %

BuramuHHbIe Npenaparbl [IpeMuKcChbI
6 18
6 15
6 15
6 15
6 18
6 15

10 20
6 18
10
25
8 25
15
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BKCHEPI/IMEHTHJII)Haﬂ 4acTb

O0opyfoBaHue U pacxoHbIe MaTepHaIbl

B3J)XX-cucrema ¢ MHOTOBOJIHOBBIM Y®-/1eTEKTOPOM WK AUOAHO-
MaTpUUHBIM JeTeKTopoM, Harpumep, Agilent 1260 Infinity II,
OCHallleHHasi TpaJUeHTHbIM YeTblpeXKaHa/lbHbIM HAacoCOM CO
BCTPOEHHBIM TIPOTOYHBIM BaKyyMHBIM [lera3aTopoM, TepMOCTaToM
KOJIOHOK U aBTof03aTopoM. IIpoTuBOfaB/ieHre B CHUCTEMe He
[IO/DKHO TIpeBbIiaTh 270 Gap ripu rotoke 0,45 cM>/MuyH.

Komonka ob6parientodasnass B3I)KX ¢ copbentom C18
CTPYKTYpbl sifpo-o6osouka (KaT. Ne 693975-302, InfinityLab
Poroshell 120 EC-C18, 3,0x150 MM, 2,7 MKM) C TIpeJKOJIOHKOH
(xat. Ne 823750-911, Agilent InfinityLab Poroshell 120 EC-
C18, 3x5 MM, 2,7 MKM, 3 IIT./yI1.) ¥ IPeA(UIETPOM CO CMeHHBIMHU
¢puramu (kat. Ne 5067-1551).

BakyyMHBIM KOIJIeKTOp [Jisl TIpOBefieHusT TBepA0(a3HOM OUUCTKH
C WCTIO/Ib30BaHUEM KapTPHPKel AJisi TBepAOo(a3HOM 3KCTPaKLUK

TI07; pa3psbkeHHeM, Harpumep, VacElut 20, mpousBogcTBa GprupMbl
Agilent (xat. Ne 12234104).

Kaprpumku nans tBeppodasHoit skcrpakuuu Bond Elut C18,
500 wmr, 3 wmu, mpousBoAcTBa ¢upmbel Agilent, kar. HOMep
12102028.

O6pa3sib!

Pa3paboTKy TMpoLeAypbl W aHAIW3 MPOBOJWIM Ha TpUMeEpe
l'[p06 BUTAMUHHBIX KOHLI€EHTDATOB W IIPEMUHKCOB, OTOGPHHHBIX C
TeXHOJIOTHYEe CKOH JIMHUY JeHCTBYOIIEro 3aBo/a.

PeakTuBBI
Bopa nernonusoBanHasi mo 'OCT P 52501-2005.

Aueronutpun, 0 copt, ocy, Hanpumep, no TY 2634-002-
80529938-2015.

lexcan, ocy, TY 6-09-3375-78.

Kucrnora dpocdopnast 80 — 90 %, xu, CTTI TY KOMII 2-308-2011.
T'uppokeug Harpus, x4, 'OCT 4328-77.

Kap6oHar Hatpusi, xu, TOCT 4332-7.

Kucnora mjaBeneBas, 0,5-Bognasi, ocu, CTII TY KOMII 3-104-
20009.

TTupocynsdut Harpus (Metabucynedut Hatpusi), CAS 7681-57-4,
HMMIIOPTHBIH, He MeHee 95 %.

Tpuion B (#ByxBOmHasi [WHATpHeBas COMb JTUTEHAWAMHH-
N,N,N’,N’-TreTpaykcycHoii kucnoTsl), 4, TOCT 10652-73.

Iuanokobanomut (Butamun B12) ¢ comep)kaHueM OCHOBHOTO
BerjectBa He MeHee 99,0 %, HanpuMep, MPou3BoOACTBa Supelco,
Kat. Ne 47869.

BuotuH (BuTamuH B7) c copepkaHHeM OCHOBHOTO BellleCTBa
He MeHee 99,0 %, Haripumep, mpousBofcTBa Sigma-Aldrich,
Kat. No B4501.

MenaguoH (ButamuH K) ¢ cozep>xaHueM 0CHOBHOTO BellleCTBa He
meHee 99,0 %, HarpuMep, pou3BoAcTBa Supelco, Kat. Ne 47775.

Tuamuna rugpoxaopup (BuramuH Bl) ¢ copepkaHuem
OCHOBHOTO BelllecTBa He MeHee 99,0 %, HanpuMmep, IPOM3BOACTBA
Sigma-Aldrich, kat. Ne T4625.

Huxotunamup (BuramuH PP) c copepkaHueM OCHOBHOIO
BeujectBa He MeHee 99,50 %, Hampumep, TIPOM3BOJCTBA
Sigma-Aldrich, kat. Ne 72340.

HuxornHoBas kucnora (ButamuH PP) c cogepskaHreM OCHOBHOTO
BeulectBa He MeHee 98,0 %, Hampumep, IIPOM3BOACTBA
00O «HesaPeakTuB», Kat. Ne EL.-59676.

Kucsora ackopbuHoBasi (Butamu C) C cofiep)KaHeM OCHOBHOTO
BeljectBa He MeHee 99,0 %, Hampumep, TIPOM3BOJCTBA
00O «HeBaPeakTuB», KaT. Ne EL.-50817.

TMupupokcuHa rugpoxsopyuf (ButamMuH B6) ¢ copepskaHuem
OCHOBHOTO BelljecTBa He MeHee 99,90 %, Harlpumep, IPOU3BOJCTBA
00O «HeBaPeakTuB», KaT. Ne EL.-58560.

TTaHTOTEHOBast KKcioTa (BUTaMUH B5) ¢ coiep)kaHreM 0CHOBHOTO

BeljectBa He MeHee 99,60 %, Hampumep, NPOU3BOACTBA
00O «HesaPeakTu», kat. Ne EL-137086.

donueBass kuciiora (BuTamuH B9) ¢ copmepkaHWeM OCHOBHOTO
BemlectBa He MeHee 97,0 %, Hampumep, IIPOU3BOACTBA
Sigma-Aldrich, kar. Ne F7876.

Pubodnaeun (ButamuH B2) c comep)kaHieM 0CHOBHOTO BeIeCTBa
He MeHee 99,0 %, Hanipumep, npoussozacTBa OO0 «HepaPeakTr»,
kart. Ne EL-83885

HPHME‘IHHI/IEZ B HEKOTOPBbIX HCTOYHWKAX HUKOTMHaMHMJ W HUKOTUHOBasi KHC/I0Ta
Ha3bIBAIOTCSl BATAMHUHOM B5, a aHTOTeHaT KasbL{yst ¥ TAaHTOTeHOBasi KUC/IOTa BATAMUHOM
B3.

Agilent 1260 Infinity II

Pe3ynbTarhl U HX 00CY)XX/eHHe

BaxkHbiM rapaMeTpoM, BHOCSIIIIAM BKJIa, B
JIOCTOBEpHOCTh TIPOBOJMMOIO aHasM3a, SIBJSeTCs ToyueHue
TMIpe/ICTAaBUTE/TLHOM TIPOOBI 17151 0OBEKTOB UCC/Ie/[OBAHUS.

CoracHo  TpeGOBaHUSIM  METOJUKU
NPOBOAUTCS B COOTBETCTBUM  C  CYLIECTBYIOLMMHU
HODMAaTHBHbIMU  JokyMeHTamu [2]. [Ipu moctyruieHuu
cpenHeii 1po06bI B J1ab0paTopuIo riepes IpoBeZieHHeM aHaIu3a
Heo0OX0ZMMO ONpeJeUTb ee BIaKHOCTb [3], IOCKOMBKY 3TOT
TI0Ka3aTeslb HeCTabusieH B TeueHre BpeMeHU U MOKeT BHOCUTD
CyILL|eCTBeHHbI BK/aJ B pe3yiabTar u3MepeHuil. [Tporeaypa
METOJMKM W3MepeHUH I103BOJIsSIeT YUWTHIBAaTh I10Ka3aresb
BMI&KHOCTH B (MHANBHBIX pacyeTax. BaxHBIM QakTopom
SIB/ISIETCS TIIaTe/IbHAasi TOMOTeHH3alys UccilelyeMoro oopasta
C HCIIONB30BAaHHWEM COOTBETCTBYIOLMX —HM3MeEIBUUTE/IbHBIX
CHUCTEM.

otbop  mpob

511 moziroTOoBNEHHOM J1abopaTopHOl MPOObI BUTAMUHHOTO
Tperiapara WM TIpeMHKCa COTJIaCHO TpeOOBaHUSIM METOMKU
M3MepeHHil oTOMparoTCs JBe Mapasule/ibHble aHAIUTHUeCKue
HaBeCKd, //Isi KOTOPBIX TIPOBOZSAT TMPOLIeAYPY IOATOTOBKU
npo6 1 Noc/ie oMK aHau3.

YuuTbiBasg ~ pa3IMUHyI0  TPUPOAY  OIpPEAe/seMbIX
BUTAMUHOB, a TAK)Ke Pa3/IMUMs B MaTpuLie (HArOTHUTE/ISIX) [J1s
00BEKTOB UCC/Ie/I0BaHKs, pa3paboTaHHash METOIMKA BK/IIOUAeT
yeThIpe OT/e/bHbIE TIPOLEAYPbl aHa/lM3a B 3aBUCUMOCTH OT
BH/la BUTAMKHA U TUTIA aHaIM3KupyemMoro obpasiia. [Ipoteaypsi
OT/IMYAIOTC KaK CrocoboM TMOATOTOBKM IMpob, Tak U
peXXrMaMy XpoMaTorparueckoro U3MepeHysl.

IMToaroroBky mpo6 BBITOJTHSIIOT TOCPEICTBOM
>KAJKOCTHOM IKCTPaKI[UH aHaTMTAYE CKOU HaBeCKU
MpeMHKCa WM BUTaMHHHOTO IIperiapara C TOC/IeAyHOLIM
L[eHTprU(yTPOBaHUEM. OKCTpaKUus (pacTBOpeHue)
BUTaMUHHBIX TIPeNapaToB He TpeOyeT CJIOXKHOM MpOLIeAypbI
Y TPOBOJWTCS TIPH KOMHATHOHM TemriepaTtype. Pa3paboTaHHast
MEeTO/IMKA YUHUTHIBAET 0COOEHHOCTH SKCTPAKLAM BUTAMUHHBIX
TIpernaparoB, COAiePIKalliX B KaueCTBe HAIlOTHUTEJ IS 36PHOBYIO
MYKY ¥ KapOOHaT KasibLivs, a TaKKe He0OXOAUMOCTE KOHTDPOJIS
pH npu skcTpakimu BuTamrHOB B2 1 BO.
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[ TIpeMUKCOB TIOATOTOBKa TIpoO sBnisieTcss  Gosee
AJIUTEJIBHBIM W TPYAOEMKHM IIPpOLIeCCOM: /i1 BUTAaMHHOB
rpyrmnel B Heobxonumo HarpeBanue go 60 — 70 °C, kpome
TOTO, HQO6XOAI/IMO YUYUTBEIBATH UYBCTBUTE/IBHOCTH K CBeTY
ButamMuHOB B12 u C. B MeTopvke [/ pasnWuHBIX TPy
BUTaMHWHOB NPHBeZleH ONTUMaJIbHBIN COCTAB 3KCTParupyOLMX
PacTBOPOB, KOTOpBIE TIO3BOJISIIOT Peajr30BaTh JKCTPAKIUIO
B KWC/IOW U HeUTpanbHOW Cpefiax, a TakKe SKCTPAKLUIO
OpraHu4eCKMMU paCTBOPUTEJISIMU Ji/11 BUTaMMHa K3.

YuuTbiBasi HEBBICOKOE CcoOfep)XaHhe BUTamMMHa Bl12 B

TpeMHUKCaxX, B TMpPOLeJypy MOATOTOBKM Npo0O Oblna BBeeHa
cragust TBepAOGhA3HOM OUMCTKM IKCTPAKTa HA KapTPUKe C
copbentom C18.

IT0 T1M03BOJIsIeT W30aBUTHCSI OT MATPHUUHBLIX TIPUMeceit
W JIOTIOTHUTE/TBHO CKOHI[@HTPHPOBAaTh BUTAaMHH B12, uto B
pesysiTare TOMOTaeT JOCTHYL XOPOIIeH UyBCTBUTETHLHOCTH
U151 JAHHOTO aHaJTUTa.
Vcrions30BaHHbIe PEXKHUMbI XpOMaTOrpadHueckoro aHaaMsa B
3aBMCUMOCTH OT TIPUPO/bI 00pasija ¥ aHaIuTa MPUBEEHbI B
Tabsurie 2.

IIpoyenypa 1 IIponesypa 2 Ipoyenypa 3 IIpouesypa 4
BUTaMUHHbIe BUTaMHHHbIe
BHUTAMHHHbIE
O6BekT TIPEeMUKChI TIperaparsl, TIperiapaTsl,
TIperaparskl, IPeMHKCHI
TIPEeMHUKChI TIPeMUKChI
B1, B2, PP/B3, B5, B6,
[TepeueHb BUTaMUHOB B7, BY, (B12)* B12 C K3
Pe’KM 2/TI0MpOBaHUs rpaJiieHTHBI** M30KpaThye CKUH
50 mM docdarnblii CMecCh alleTOHUTpU/Ia U CMech al|eTOHUTpUIa
6ydep, pH=7,00 c [leIOHM30BaHHOM BOZIbI 50 MM ¢ocdarHblit Y IeMOHU30BaHHOU
Komnonent A o -
00aBKOM arleTOHUTpUIAa | B cOOTHOLIeHUH 15:85 6ydep, pH=2,1 BO/Ibl B COOTHOLIEHNH
1% (06. %) 40:60 (06. %)
Kommnonent B aLeTOHUTPU — — —
Fhitia BOHbI 205 361 245 254

JAeTeKTUPOBaHWA, HM

Tabmmria 2. PeXXUMbl XpoMaTorpadryuecKkoro aHaamsa.

*[Mpumeuanne — Ilpouesypa 1 ucnonb3yeTcs J/1s1 M3MepeHUst CoflepykaHus BUTaMuHa B12 TONBbKO B BUTAMUHHBIX Tperaparax.

**[IpumeuaHre — [IporpaMMa M3MeHeHHUsI COCTaBa 3/I0eHTa IpUBeZieHa B Tabmiie 3.

OO6BeMHast 10711 KOMITOHEHTa, %
Bpewms, MyuH

A B

0-2,7 100 0

2,7-3,7 96 4

3,7-7,4 90 10

7,4-8,4 82 18

8,4-10,5 82 18
10,5-11,0 100
11,0-22,0 100

Ta6nura 3. IIporpaMMa U3MeHeHHst cocTaBa 3/roeHTa Jy1st [Tponeypst 1.

IlpvMepbl XpoMaTorpamMM peasbHBIX AaHaIU3UpyeMbIX

00pa3LoB  BUTAMUHHBIX  TperapatoB ¥  MPEMUKCOB
Iipe/icTaB/IeHbl Ha PUCYHKax 1 — 3.
Puc. 1. Xpomarorpamma rpa/lyMpoBOYHOTO pacTtBopa BUTaMHUHOB

rpyrnel - B ¢ HOMMHa/IbHOM  KOHLIHTpauueid ButamuHoB 10  mr/cm?.
Tlopszok Bbixoga: B3 HukoTHHOBas Kuciora, B5, B6, B3 Hukotunamuy, B1, B9, B7,
B12, B2.

Puc. 2. XpomarorpamMma ButamuHa C B 5KCTpaKTe peanbHOro obpasiia MpeMHKca.

Puc. 3. Xpomarorpamma ButamrHa K3 B sKkcTpakTe peasbHOro obpasiia npemmkca.
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VaeHTHOUKAIMIO TIMKOB BUTAMWHOB Ha TIOTyYeHHBIX
XpOMAaTorpaMmMax TMpOBOAAT MO abCOIOTHBIM BpeMeHaM
yaep>kuBaHus. PacueT MacCOBBIX KOHIeHTPAaLUi (TIPOL[eHTHOTO
COZiep)KaHUsl) BUTAMUHOB BBITIOIHSIOT C WCIIO/Tb30BaHUEM
MeTozia abCOMIOTHON T'paJyUpOBKH IO PaHee OrpeesieHHOH
IPaZyUpOBOYHON XapaKTePUCTHKE.

Ilpy pacueTe KOHI[EHTpAlUM BUTAaMUHOB B o00Opasiie
MPEMHUKCOB HEOOXOJUMO YUUTHIBATh CTEIeHb BbIIEIEHUS
BUTaMHHA, KOTOPAast OT/IMUAeTCs [l KaXKI0TO BU/ja TIPEMUKCaA.
B cBsi3M C 3TUM, CTerleHb BbifieJieHUs pPeKOMeHIyeTCs
orpefiesIATh Ui KaXKAOro  00beKTa  WCC/e[OBaHUS
nepes; HavyajioM paboOT — TIPU BHEJIDEHUM METOJWKUA B
naboparopuu. Ilpouenypa onpe/esieHUs] CTENIEHU BbIIeIEHUS
Y peKOMeH/al[ii OTHOCUTEebHO KOHTPOJsSL 3TOTO TapameTpa
MIPUBE/IEHbI B TEKCTE METOAUKU. B X0/ie pa3paboTKu MeTOUKU
JKCTIepUMEeHTa/IbHble 3HAUeHUs] CTeleHH BbIJeIeHus MJIs
WCC/ieJoBaHHBIX 00pasioB coctasnsiu 70 — 100 %.

Z[JIH obecrieyueHHss TOUHOCTH U TPpaBUJIBHOCTHU I/I3Mep8HI/Iﬁ
METOAWKa TIpeAlNHrChbiBaeT pAfd T1pouenyp [Ajad KOHTPOJIA

3aK/IroueHue

[pencrapnsieMblii  METOZ  TIpefjiaraeT  IPOLEAYDY,
00eCreurBarOIyI0 KOMIUIEKCHBI TIOXOZ K OIpe/ie/IeHHI0
cojep>kaHdsi  Haubomee  BaKHBIX  BOJOPACTBOPHUMBIX
BUTaMMHOB U BUTaMHHa K3 B BUTaMUHHBIX 000TaTHUTE/IBHBIX
nperaparax.  MeTof,  OCHOBaH  Ha  HCIIOJb30BaHHH
3¢ dekTUBHOrO 000PYZOBaHUS W COBPEMEHHBIX MOJX0/AX
K mogrotopke mpob. IlpeznaraemMas MeTOZWKa He TOJIBKO
BK/TIOUAeT OIMCAHMe SKCIIepHMeHTa/IbHON IpoLeyphl, HO H
yKasaHHsl TI0 OpraHM3aliy IpoLiecca aHaiu3a B labopatopun
Ui obecrieyeHusi TpeOOBaHUM TIO0 BHYTPEHHEMY KOHTPOJIIO
KauecTBa M3MepeHHit.

CHHUCOK JTUTepaTyphl

1. TOCT 52356-2005 ITpemukcel. HomeHkaTypa rokasaresnei.
2. TOCT 13496.0-80 Kombuikopma, cbipse. MeTozisl oT6opa rpob.

3. TOCT 13496.3-92 (ICO 6496-83) Kombukopma, KOMOUKOpPMOBOE
cbipbe. MeTo/b! OTpe/iesieHusI BJIarH.

CXOAUMOCTHU pe3y/bTaToB AJ1is ABYyX TNapaJiyieJIbHbIX
dHa/TUTHUYeCKHUX Hp06 u KOHTPOJIA CTabU/ILHOCTH
FpaAprOBO‘—IHOI‘/JI XapaKTEPUCTUKH.
JlaGoparopust (812) 702-32-88 ecaservice.ru
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