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C6opHuk npunoxexun gnsa Fotector Plus
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MpumeHeHMe aBTOMATU3NPOBAHHOM cUCTEeMbI TBepA0¢da3HOM 3KCcTpakummn Fotector
Plus ot RayKol ans npobonoarotoBkm K aHanAM3y OCTaTOYHOrO copepXKaHuA
xnopam@peHMKONOB B NPOAYKTAX NUTAHUA }KUBOTHOIO NPOUCXOXKAEHUA

AHHoOTauun

OpHOBpeMeHHOE ompefeneHne xaopaMmpennkona (XdD),
¢nopdenukona (OD) u Tnampennkona (TAD) B cBUHHHE
U phIOE MPOBOAWINA METOJOM >KHIIKOCTHOH TaHJEMHOMN

XPOMaTOMaCC-CIIEKTPOMETPUH (BOXKX/MC/MC).
O06pa3is TOMOTCHH3HPOBAJIH, IKCTPArHPOBAIIH
AIlCTOHUTPUIIOM, KOHIICHTPHPOBAIM TIOCNIC YAATICHUS

XKHUpa ¥ OYMINAIA C IIOMOLIBIO ABTOMATH3UPOBAHHOM
cucteMbl TBepaodasHoit skcrpakumu RayKol Fotector
Plus Ha KapTpumKe C CHITUKAreIeM.

BOXX/MC/MC  ananus
anextpopacnsuieaneM (ESI) B pexume oTpumarenbHbIX

MPOBOJMJICS C HOHM3AIUEH

HMOHOB, MOHUTOPWHIa MHOXKECTBEHHBIX peakuuii (MRM).
[Ipu ypoBue nobasnenns cranaapra ot 0,1 mo 5,0 MKr/KT
u3BneueHne X u dD cocrasmwio 84,95 % - 97,95 % u
72,57 % - 91,7 %,
nobaBneHust ctaHaapTa ot 1 mo 5,0 MKI/KT, W3BJICUECHUE
TA® cocraBumno ot 69,93% no 91,75% ¢ RSD ot 4,2 no
12,3 (n=4). To4HOCTP ¥ NPEIU3UOHHOCTh JAHHOIO

cooTBeTCTBeHHO. Ilpu ypoBHe

METOAa COOTBETCTBYIOT Tpe6OBaHI/IﬂM aHajJIm3a CJICIOBBIX
KOJINYECTB aHTUOHOTHKOB.

1 BeepgeHue

XnopaM(pEHUKOIBI - 3TO AaHTUOMOTHKH IIIHPOKOTO
CIIEKTpa NEHCTBUSA, KOTOPHIC MIMPOKO HCHONB3YIOTCS B
Ka4yecTBe JICKapCTBCHHBIX penapaToB JUIS
npopunakTUKd ¥ JedeHus 3a0oNeBaHHMU JIOMAaIIHeH
nTunbl. B cBs3u ¢ cepre3HBIME MOOOYHBIME () deKTamu
U TOKCHYECKHM JICHCTBHEM  XJOpPaM()CHHKOJIOB Ha
opraHu3M 4eJoBeka, Takue cTpanbl, kak CIIA, Snonus,
Kopes, Esponeiickuii Coro3 u Op. 3anpeTwiu
UCIIONIb30BaHKE JJOOaBJIEHHE XJIOpaM(EHNKOJIOB B KOpMa
CeJIbCKOXO3SIICTBEHHBIX JKUBOTHBIX, MpPEIHA3HAYEHHBIX
JUTS TIOTY9eHUSI TPOAYKTOB MUTaHMS. [0 COBpeMEHHBIM
HOPMATHUBHBIM

JOKyMEHTaM CofiepyKaHue

XJIOpaM(pEHUKOJIOB B NPOAYKTax JKUBOTHOTO
MIPOUCXOXICHHS HE JIOIyCKaeTcs (IOIDKHO OBITHh MEHee

10 MKr/KT).

Jlnst onpenenieHnst OCTaTKOB XJ10pamM(EeHUKOJIOB B
MMUIIEBBIX MPOIYKTaX UCHOIB3YI0TCsA MeToabl BOYKX/
MC u I'X/MC.

B coorsercrBuu ¢ merogoMm GB/T22338-2008, mis
OYHCTKH 00pa3IoB UCIIOIb30BATACH
aBTOMATH3HPOBAHHAS cucrema
RayKol Plus,
MPOBOJMIIACH OYMCTKA M KOHIIEHTPUPOBaHUE 00pa3IoB B

TBepAoQa3HOH

3KCTpaKLUU Fotector Ha KOTOpOH
ABTOMATHYECKOM PEXMME, YTO 3HAYUTEIHHO IMOBBIIIAIO
s dexruBHOCTh pabotsl. [Iponeaypa npoGONOATrOTOBKU
s onpeneneanss X®, @O u TAD B cBuHHHE U PHIOE
MmeronoM BOXXX/MC nocrarouHo mpocta u He Tpedyer
JepuBaTH3allii, B OTJIMYME OT aHalIM3a METOJIOM

ra3oBoii xpomarorpaduu.

2 OkcnepumeHT

2.1 PeaKTtuBbl M 060pyao0BaHMe

AuertoH (uucThiit 11t xpomaTorpaduu ot Sigma), H-
reKcaH (YUCTHIN I XpoMaTorpaduu oT Sigma),
AIeTOHUTPIII (YUCTHIN AT Xpomarorpaduu ot Sigma);
KapTpUIK Ui TBepA0(ha3HOI SIKCTpaKInH ¢
cunukarenem (Agilent Bond Elut SI, 5 00mr/3mu);
6e3BomHBIN cynbdat HaTpus (dna, Sinopharm Chemical
Reagent Co, Ltd); cranmaptsr xnopampenukomna (XD),
¢dopdenukona (PD) u Tnamdennxona (TAD) (Sigma,
CIIIA); BBIII€yKa3aHHbBIE CTAaHAAPTHI PACTBOPSIIN B
METaHOJIE JUTS HOIyYSHUS HCXOIHOTO PacTBOPa
CMEIIaHHOTO CTaHAAPTa B KOHIEHTPALUK | Mr/MiI 1
xpanuu npu -20°C.

ABTOMAaTHU3MPOBaHHAS CHCTEMa TBEpIo(a3HOI
skctpakiuuu RayKol Fotector Plus; sxuakocTHbIM
TaHAEMHBII XpoMaTomacc-crekrpoMeTp (BOXX-MC/
MC) c noHH3anuel axaeKTpocrpeeM; Kojlonka Agilent
EC-C18(2. 7 mxMm x 3,0 x 50 MM); TOMOT€HHU3ATOP
(FLUKO, FA25), nentpudyra (H-2050R), poTopHbIit
ucnaputens (IKA @R V10 basic, IKA @HB10 basic);
BuxpeBas meranka (IKA @MS3 basic).
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2.2 NapameTpbl 060pyaoBaHUA

2.2.1 Ycnosusa xpomamoezpaguposaHus

Ionmemxuass ¢asa: Meranon/Boga (40:60, 00BeMH.);
ckopocTh motoka: 0,2 MJI/MUH; TeMmIiepaTrypa KOJOHKH:
30 °C; 06beM umxexnuu: 10 MK

2.2.2 Ycnosusa macc-criekmpomempuu

OrneKxTpopacbUIUTEeIbHAS HMOHU3AIHS (ESID),
MOHHUTOPHHT MHOXXECTBeHHBIX peakuuii (MRM) u
PEeKUM OTpHIATENBHBIX HOHOB, HarnpspKeHHe
pacubuteHust noHoB: 4000 B; temmepaTypa HCTOYHHKA
nonos: 350 °C; paenenue pacnbudtens: 15 psi;

CKOpPOCTh IOTOKa Ta3a: 10 i/MuH.

2.3 MpeaBaputenbHaa 06paboTKa 06pasy,os

2.3.1 BoideneHue xnopamepeHuUKoaa u3 obpasua

5,00 r obpasnua B3Becuiu ¢ Tounoctio 0,01 r u 106aBuIH
oKoJO0 5 T Oe3BomHOrO Cynbdara Hartpus u 20 M
arieronutpuia. OOpaser; roMOreHU3UPOBaNU B TeUeHHe |
MHUH, 3aT€M IIPOMBUIM HOX romMoreHmsaropa 20 MK
aneroHuTpriia. O0paszern NeHTpUPYTHpOBaIH B TEYCHUE
5 mun npu 5500 00/MuH, TepeHecnn CynepHAaTaHT B
CerapalMoHHY0 BOPOHKY ©  jgobOaBmimm 15  ma
aIleTOHUTPHUIIA M H-TeKcaHa. [|OTIONHUTENBHO J00aBHIIH
20 MJI alleTOHUTPHIIA K OCTATKY, BCTPSIXUBAIHN B TCUCHHUE
3 MMH U UeHTpUYrupoBaiid B TeueHue 5 MuH npu 5500
00/MuH. 3aTeM HaJO0CaJOYHYIO JKHAKOCTh MEpEHECTH B
CerapaoHHyI0 BOPOHKY M BCTPSIXMBAJIM B TEYEHHE 5
muH. Ilocine paccnoeHuss pacTBopa HUXKHUK CIOU
al[ETOHUTPIIIA TepeHecTr B OYThUIb I 00pasIos,
qobaBmiyM 5 M M30MpONaHojia M BEICYIIMIM HA
portanioHHOM ucmapurtene. Hakonen, moGaBmmu 5 mi
aneroHa/H-TekcaHa (1:9) mepememramn B BOpTEKce,
MIEpeHECIIN BO (IIaKOH JUIsl TIPOO U OYHUCTHIIM C ITOMOIIBIO

KOJIOHKH.

2.3.2 OyucmKa o0bpasua ¢ NOMOUWbio KOSTOHKU 0718
meepdoghazHoli IKcmpaKyuu

Kaptpmmk mns 1BepmodasHoit  skcTpakmmu  (dasza
CHIIMKarelb) akTuBupoBain 10 mir anetona/H-rekcana (1:9)
npu ckopocty 20 mr/mMuH. Jlaee 3KCTpakT pacTBOPSUIH B 5
M1 aneroHa/H-rekcana (1:9) m HaHocwinm oOpasern mpu
ckopoctn | wr/muH. Ilocme sTOro mnpomseIBamM 2 M
arneroHa/n-rekcana (1:9) u smrouMpoBasd 5 M aleToHa/H-
reKkcaHa (6:4). [MomyuenHnsrit JJTIOEHT ObLT
ckoHnenTpuposad u BeicymeH npu 40 °C nox Tokom

azora (maBnenue 10 psi). OKOHYATENFHO, MOJIYYCHHBIN

ocTtaToK pactBopsuii B | M meranomna/Bopel (30:70).

ITporpamma paboTer 000pyHOBaHUs MOKazaHa Hike (puc. 1).

Ne | KomaHja P-tens Bbixoa, CHopOCTb Obbvem Bpems

1 MPOMBIBKA JIMHWUK C3H60-C6H14 (1:9) | EmKocTb 1 60 5 0,1
npobbl

2. MpombiBKa C3H60-C6H14 (1:9) 60 2 0
wnpuua

3 KoHauunoHuporaH | C3H60-C6H14 (1:9) | EmKocTb 1 20 10 0,5
ue

4. 3arpyska ofpasua EmKrocTb 1 1 5 5

5. M poMbIBKa BKaN C3H60-C6H14 (1:9) | EmKocTb 1 60 2 0

6. OnonacknBaHue C3H60-C6H14 (1:9) | EmKocTb 1 2 2 1

7 MpomblBKa C3H60-C6H14 (1:9) 20 3 0,2
wnpuua

8. SNI0UPOBaHUe C3H60-C6H14 (1:9) | EmKocTb 1 1 5 5

9. OKOHYaHNe

Pucynox 1. [Iporpamma TBepaodasnoii axctpakuuu st Fotector Plus.

2.4 CteneHb U3BNE€YEHUA U TOYHOCTb MeToaa

YroObl yCTpaHUTh BIUSIHUE MAaTPUIIBI Ha KOJHMYECTBEHHOE
oTIpeieTIeHne, HEOOXOIUMO TPOBECTH CEPHI0 M3MEPEHHH
CMEIIAHHBIX CTAaHIApTOB B IPUCYTCTBUH JKCTPAKTOB
gucTRIX  00pa3moB. J[00aBmsM cMeCh CTaHIAPTHBIX
pactBopoB (X®, @D u TAD) B 5 r uucroro obpasua
CBUHUHEI U pBIOBI B KoHIeHTpauusax 0,1, 1,0 u 5,0 MKr/kr
COOTBETCTBEHHO, /IS IPOBEPKH TOYHOCTH H3BJIeUYeHUs. B
Tabmuue | MOKa3aHBl IIOKa3aTeNMd M3BICUCHUS U
npenu3noHHocTH. Ilpm  TectmpoBaHMn 3 BapHaHTOB
KOHIIEHTPAIUK CTaHIAPTOB B XOJIOCTHIX Mpo0ax, CTeNneHb
W3BJICYCHUS B Pa3IMYHBIX MaTpuiax cocraBmia oT 69 %
mo 98 % mpu RSD < 15 %, 4YTO COOTBETCTBYET
TpeOOBaHMAM aHaNIM3a CIEAOBBIX KOHHIEHTpauwi. /Jls
TA® na yposue nuka crannapra 0,1 mxr/kr, TAD nHe
OBUT OOHApy)XeH, 9TO MOXKET OBITH CBS3aHO C OOJBIION
uHTepdepeHIrefl MaTpull W OTHOCHUTEIBHO HHU3KOH
YyBCTBUTEIBHOCTRIO 0OOOpynoBanus. Ha pucynke 2
MOKa3aHbl pe3ysbTaTel n3MepeHnii MRM xosocThix po6

¢ nobaBJIeHHEM CTaHaapTa.
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Pucynok 2. Pe3ynprats! ananmm3a B pexxume MRM s XO (1,

2,52 muH), ®D (2, 3,342 mun) u TAD (3, 6,03 MuH) B

CTaHIAPTHOM TECTE CO CBUHHHOM (ClIeBa) U phIOOii (cIipaBa).

Tabnmma 1. CpemHue TOKa3aTenn W3BICYCHUS U
MPEeNN3NOHHOCTH  XJIOPaM(EHUKOJIOB B PasIMYHBIX
MaTpHIax.
Konuenrpauus O6pa3ser] CBHHUHEI O6paser poIObI
Coenunenne MaTpUHOro Crenens c
pactBopa RSD ‘TeIeHb RSD
H3BJICYCHUSA M3BJICYCHUSA
MKI/KT 0 (n=4) 0 (n=4)
& % & %
0.1 84.95 10.1 88.30 11.3
XD
1.0 97.95 4.2 87.18 8.3
5.0 92.37 5.1 88.34 6.2
D 0.1 74.80 12.3 91.70 7.8
1.0 83.42 4.6 72.57 5.9

5.0 85.01 5.9 75.54 8.5
0.1 - - - -
TA® 1.0 91.75 10.9 69.93 8.4
5.0 84.57 6.8 80.03 7.5
3 BbiBOAbI
Bnusnue Ccl0KHBIX MaTpul, TaKuX, Kak TKAaHU

JKMBOTHBIX  3aTPYIHAIOT  ONpPENEICHHE  OCTATKOB
JIeKapCTBEHHBIX MpenapaToB B oOpasue. B Hamem merozne
00pasipl 3KCTParupoBaid aleTOHUTPHIIOM, OYHIIAIH C
momotbio Fotector Plus Ha kapTpumxe ¢ crimKareieM u
onpenesutd MetogoM BOXKX-MC/MC. 3toT Meton He
TpeOyer J00aBJICHUS BHYTPEHHHX CTaHJApTOB, YTO
CHIDKAEeT 3aTpaThl. Pe3ynbTaTel, NOTy4YEeHHBIE B JAHHOU
pabore, OOBEKTHUBHB, a CaM METOJ IPUMEHHM
npaktuyecku. Takum oOpa3oMm, NaHHBIA METOI MOXET
ObITh  WCIONB30BAaH  JUIA  aHAJIM3a  OCTaTOYHOTO
coJiep)KaHMs XJ10paM(EHNKOIIOB B TKAHSIX KHBOTHBIX.

3/3





