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JOMoMOro MeTody piguHa-piguHa, LeHTpUdyryoThb i BiadnpalTb HWKHIO BOAHY a3y y Bianky Ans
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KopucHa mopenb Hanexwutb [0 ranysi BeTepuHapHOi MeauumHu, 3okpema o 6Gioximii Ta
TOKCMKONOTrii, i MOXe ByTu BUKopucTaHa B poboTi HaykoBO-BUPOOHMYMX nabopaTopin.

Cnocib He Mmae 3apeecTpoBaHNX aHanorie B YKpaiHi.

B ocHoBy KopucHOI Mogeni nocTaBneHa 3agada po3poOku yHiBepcarbHOro Ta LWBWAKOIO Crnocody
BUSABMNEHHSA 3aNULLKOBMKX KifIbKOCTEN Xrnopamd@eHikony y NpoayKLii TBAPUHHOIO NOXOXKEHHS, CYyTTEBE
CKOPOYEHHS 4acy Ha npobomiaroTOBKY, 3MEHLUEHHSI BUTpaT peakTuBIiB, MOCYAY, 3HWKEHHS
cobiBapTocTi cnocoby.

MpoueaoypHuii nigxig [0 igeHTudikauii xrnopamM@eHikony YOOCKOHANeHUM Hamu Ccnocobom
BKIIOMA@E HaCTynHi enemeHTn: Ana aHanidy bepyts 2 r = 0,05 (2 CMS) NiaroToBneHoro,
rOMOreHi30BaHOro 3paska B LEeHTpUdykHy npobipky, gogawTe 1 cMm™ aeioHidoBaHOi Boau (OKpim
Mornoka), AodatTb 40 Hboro 6 cM™ eTunaveTaTy Ta ekctparytoTb 10 xB. npu 100 06/xB. Ha pOTOPHOMY
3MillyBaui, LeHTpudyrytoTb 5 xB. npu 14000g npu Temnepatypi 4 °C, nepeHocaTb 5 oM’ EeKCTPaKTy
eTunaueTaTty B YNCTY LeHTpUdYKHY Npobipky Ha 15 cM™ Ta BUNapIoOTb EKCTPAKT Mid NOTOKOM a3oTy
npu 40 °C o cyxoro 3anuilky, CyxXui 3anuwioK pO3yuHsSTb B 1 cm® i300KTaHy, gopatoTtb 1 cm®
AeioHi30BaHOI BOAW Ta MOBINbHO NepeMillyoTb, LeHTpudyrytoTb 5 xB. npu weunakocTi 3500 06/xB. npu
4 °C, nepeHOoCsTb HWXKHIO BOAHY doasy Y Bianky ans aHaniay [1].

KoHdirypauis piguHHOro xpomartorpadpa 3 TaHOeMHuM Mac-geTtektopom "VARIAN 1200
rpagieHTHMN Hacoc abo [gBa i30KpaTWYHWMX, aBTOcaMmniep, TepMOCTaT KOJIOHOK, TaHAEMHUN
KBaApynonbHUn mac-cnektpomeTp / ESI roTyloTb 3rigHO 3 iHCTPYKUiE 3 ekcnnyaTauii npunagy Ta
3agaTb poboyi napameTpu.

KoHirypauis ta pexvm poboTu:

XpomaTorpad:
KonoHka "VARIAN C18", 020*020 mm
TemnepaTtypa TepMocTaTa KOSOHKM 30 °C
O6'em iHxekuii (neTni) 100 mm®
Pexxum BBegeHHs npobu aBTOMaTUYHWUIA
ButpaTta pyxnmBoi cdasu (entoeHTy) 0,3 cM’/xB
"pagieHT (pyxoma dasa) JOeioHizoBaHa Boga (A): meTaHon (B)
Tabnuusa 1
CniBBigHOLLEHHSA rpagieHTiB:
Yac [eioHizoBaHa Boaa, % MeTtaHon, %
0,00 xB. 90 10
0,50 xB. 90 10
0,51 xB. 10 90
2,49 xB. 10 90
2,50 xB. 90 10
3,10 xB. 90 10
TaHaemMHUn KBagpynoribHUA Mac-CnekTpoMeTp:
Drying gas temperature +400 °C
Drying gas pressure 18 psi
lon Source ESI
Polarity negative
CID gas pressure (argon) 2mTorr
Precursors lons Q1 321 (CAP)
Products lons Q3 152, 257 (CAP)

Yac Buxogy XxnopamMdeHikony 3anexuTb Bif LWBWAKOCTI MNOTOKY, BUTpPaTU enoeHTy, Tuny
aHarniTUYHOT KOJTOHKW.

YMOBW BUKOHAHHSA BUMIpIOBaHb NignsratoTb nepesipui i, npu noTpebi, koperyBaHH!Io:

- Npu Nepexoai Ha iHWu xpomaTtorpad;

- NPV 3aMiHi KOFOHOK,;

- nicns peMoHTY BY3niB xpomartorpada, L0 BNAnBaTb Ha YyTNMBICTb AeTeKTopa.

Xpomarorpad rpagyroroTb Mo rpagyroBanbHUX po3ynHax xnopaMmgeHikony.

3 MeTol yOOCKOHaneHHst cnocoby BUSIBMIEHHS 3anuLLKOBUX KinbKOCTen XxnopamdeHikony B
NPOAYKLil TBAPUHHOrO MOXOAXEHHS HaMW BUMKOPUCTAHO [eKiflbka YMHHUX CnocobiB 3amno3vyeHux B
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KpaiHax EBponencbkoro Coto3y, siki MaloTb psii HeAonikiB, NMOB'S3aHUX 3 TPUBAIICTIO OOCHIIKEHb,
npoweaypamm BUKOHAHHS.

Omxe, NopiBHIOKYM pi3Hi cnocobu, po3pobneHi B [lep>kaBHOMY HaykOBO-AOCHIAHOMY iHCTUTYTI 3
nabopaTopHOi OiarHOCTUKK | BeTepuHapHo-caHiTapHoi ekcneptuan (OQHOINIABCE), B HauioHansHomy
AdiarHoCcTU4HoMy LeHTpi (M. Pura) Ta B HauioHanbHin BeTepuHapHin naboparopii (M. BinbHioc) [2, 3, 4]

Tabnuuga 2
PesynbTtati nopiBHANBHOrO aHanidy cnocobiB BUSBNEHHS XnopamdeHikony
Ne XapaKTepucTuku AHAINABCE Varian, JlntBa, M. BinbHioC JlatBisa, M. Pura
n/n Waters
1 KIJ‘IbKIC‘I:b eTanis 10 7/16 17
npoboniaroToBkM
Butpatn 4yacy Ha
2 | npobonigroToBky, 1,5-2 1545 3,5-4
rog.
3 Tpmaamcn_: aHanisy| 315 12 15
Ha npunagi, xs.
C18 Symmetry shield
4 Tun  aHaniTMYHOI| Polaris 3 C18-A column Phenomenex Luna
KOITOHKM 20x2.0 mm 100 mmx2.1 mm, C18(2) 2x100 mm, 3 ut
3.5um patrticle size
5 YyTnueicTb <03 <03 <03
cnocoby, MKr/Kr

HaHi, HaBegeHi B Tabnuui. 2 ceigyaTb nNpo Te, WO cnocib, pospobnennn B8 OHOITOBCE,
npuaaTHUA N BCiX BMAIB NpoayKuii (MOMOYHOI, M'SICHOI, PUOHOI, sSiE4HOT TOWo). Y MOPIBHSAHHI 3
NNTOBCLKOKD METOAMKOW, sika Mae CyTTEBI BigMIHHOCTI Big cnocoby, po3pobneHoro Hamu B
OHOINOBCE, B HauioHanbHOMY giarHOCTUMHOMY UeEHTpi M. Pura icHye okpema meToauka Ans
MOJSIOKa, MOMOYHMX MPOAYKTIB Ta And Medy, Mm'dca Ta deub. BoHu € 6inbw TpygoMmicTki i
XapakTepusylTbca Tpuanow npobonigrotoBkot. Omxke, cnocib, pospobnenun B OHOTOBCE, €
MEHLL TpMBarnuMm rnopiBHAHO SIK 3 JIMTOBCLKOIO, TaK i NATBINCLKOIO MEeTOAMKaMMU, XOo4a OCTaHHA TaKoX €
yHiBepcanbHo. YyTnmeicTb ycix cnocobiB He cynepeyvnTb BUMoram €Bponencbkoro Cotosy, OCKirNbKu
YyTNMBICTb cNocobiB, ki aHanidyBanucs, He nepesuye 0,3 MKI/Kr xnopamdeHikony y npoaykTi. Yci
aHaniTM4HI KONMOHKM, ki OynnM BMKOPUCTaHHI, € 6nnabki 3a BapTicTio, ane Symmetry i Phenomenex €
AeLo JOPOXIYNMU.

Mig Yac pocnigpxkeHHa pedepeHc-maTepiany (Reference material Ne 444, Iyophilized pig muscle,
chloramphenicol free, sample identification Ne 0306; Reference material Ne 445, lyophilized pig
muscle, contaminated with chloramphenicol, sample identification Ne 0032) oTpumaHO HacCTynHi
pes3ynbTaTtu, SKi HaBegeHi B Tabnuui 3. 3pa3ok uporo matepiany 6yB MigroToBNeHU BiANOBIAHO A0
IHCTPYKLUIi, HagaHoi 3 pedyepeHc-maTepianom.

Tabnuusa 3
PesynbTatu gocnigxeHHs pedepeHc-maTtepiany
HasBa xpomartorpamu OTpumaHa KoHUeHTpauis, Hr/mMn MpunucHe 3Ha4YeHHs
1 |blanc musk-1 - <0,2
2 | musk-1 9,23+0,33 8,9+0,9
3 |blanc musk-2 - <0,2
4 | musk-2 9,07+0,44 8,9+0,9
5 |blanc musk-3 - <0,2
6 | musk-3 8,80+0,06 8,9+0,9

Pesynbtati, oTpumaHi Hamu nig 4ac [OCHiMKEeHHA pedepeHc-maTepiany, € BiporigHUMn i
3HaAXOAATLCA B MeXax NpUNMCHoro 3HadeHHsi. OTxe, BignpaubOBaHWWA Hamu Cnocidé BUSBMEHHS
xrnopamdeHikony He MOCTynaeTbCs MeToaukam, $SKi  BUKOPUCTOBYKOTbCA B nabopaTopiax
€BpONENCHKOI CMifNIbHOTH.
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3asBneHun cnocibé 003BONSIE 32 AOCUTb KOPOTKMI NMPOMIXKOK Yacy AOCMianTU 3pas3ok, L0 3HAYHO
€KOHOMUTb Yac, PeakTuBHK, i B CBOIO Yepry 3HMXKYye coBiBapTiCTb OOCNIMKEHHS.

Cnoci6 "Bu3HauyeHHsi xnopamdeHikony B HeoOpoOfeHMX XapyoBUX MPOAYKTax TBapPUHHOIO
NnoxomkeHHs 3a gonomoroto PX/MC/MC" no3Bonsie BU3Ha4YaTU 3anm1LLKOBY KiflbKiCTb XJlopamdeHikony
B NPOAYKTax TBAPUHHOIO MOXOMKEHHS Ta NPOAYKTax ix nepepobku.

Cnoci® BU3Ha4eHHs1 BKIOYa€e TpU OCHOBHI eTanu:

- eKCTpaKLis 3anuwKiB xrnopamdeHikony eTunawuetTaTom;

- OYMLLUEHHS eKCTPaKTY LUMASAXOM PigMHHO-PIOUHHOIO PO3aineHHs;

- ineHTnikauis Ta KinbkicHe BM3Ha4YeHHs metogom PX/MC/MC.

KinbkicHe BU3Ha4YeHHA MacOBOi KOHLIEHTpaLii xropamdeHikony npoBoAaTb METOAOM 30BHILLHLOrO
cTaHOapTy 3a 3f4ilcHeHWM nonepegHbo kanibpyBaHHsAM xpomartorpada 3a rpagytoBanbHUMMU
po3umMHamu. lgeHTudikauilo NpoBoAATb 3a 4YacoM YTPUMaHHS, HasiBHICTIO BIigMnoBigHWX IOHIB Ta
CNiBBiAHOLEHHAM IXHbOI IHTEHCUBHOCTI.

Mpn BUKOHaHHI BUMIpIOBaHHA XnopamdeHikony MeTogoM piguMHHOI XxpomMaTtorpadii 3 TaHOeMHUM
Mac-CenekTMBHUM EeTEKTYBaHHAM HEODXiOHO AOTPUMYBaTUCS TaKMX YMOB:

- TeMnepaTypa HaBKOMMULWHbLOro cepegoBuLla (18-25+2)°C;

- atMocdepHun Tuck Big 84 go 107 klMa (Big 630 go 800 mm pT. cT.);

- BigHOCHa BororicTb nosiTpsa (npu 20 °C) 40-80 %;

MigrotoBka Npobwu:

Ona nigrotoBkM npobu noOTpiOHO BigibpaTu QOOCTaTHK KinbKicTb 3paska, He MeHwe 100 r,
peTenbHO romoreHisyeatu. [apanensHo 3 AOCNiAXyBaHMM 3pa3KOM rOTYeTbCs 3pa3ok 3 gobaBkoto,
npoba KOHTPOM0 YNCTOTU peakTmBiB abo pedepeHc-maTepianis.

1. EkcTpakuis

1.1 Monoko, MONoKONpoayKTU

1.1.1. HatypanbHe MOMOKO Ta MOMOKONPOAYKTU Neped aHamnisaoMm MoTPibHO 3HEeXUpUTU
(npoueHTpudyrysatu npu 10 °C npu npuckoperHi 3500 g, NoTiM 3ibpaTy BEPXHil Lwap xupy).

1.1.2. Cyxe Monoko, cupoBaTKy nonepeaHbo BigHOBUTW. [1nsa uboro 3BaxuTtn 2 r £ 0,05 nopoLuky
MOJIOKa, CMpPOBaTKM Ta PO3YUHUTM B BigMCTUNbOBaHIN OeioHi30BaHin BoAi (CMpOBaTKy PO34YMHSIIOTH
Tennow Bogow) o ob'emy 10 CMS, BiQHOBMNEHe MOJIOKO Mepen aHanisoM MnOoTPIOHO 3HEXUPUTH
(npoueHTpudpyrysatu npu 10 °C npu I'IgVICKOpeHHi 3500 g, noTim 3ibpaTn BEPXHIN LWap Xupy).

1.1.3. Ona aHanisy B3ATM 2 CM~ MigroToBfeHOro HaTypanbHoro abo BiOQHOBMEHOrO MOJIOKA,
CMpoBaTKM B LEHTPUdYKHY Npobipky Ha 15 oM’

1.1.4. Jopatm 6 cm™ etunauetaty Ta ekctparysatm 10 xB. npy 100 o6/xB. Ha pPOTOPHOMY
3MiLLyBaui.

1.1.5. UeHtpudyrysaTtu 5 xB. npu 14000 g npu Temnepatypi 4 °C.

1.2. M'aco, anua Ta npoaykTu ix nepepodku, mea

1.2.1. 3Baxutn 2 r = 0,05 romoreHizoBaHoro m'daca, seupb (6inok + >X0BTOK), Meay B LEHTPUDYKHY
npobipky Ha 15 oM’ pogaTtun 1 cm® 0igncTUNLOBAHOI AeioHI30BaHOT BOAM, 3MilLaTX HA BOPTEKCI.

1.2.2. Oopatm 6 cm® eTunauetaty Ta ekctparysatm 10 xB. npu 100 06/xB. Ha pOTOPHOMY
3MiLLyBaui.

1.2.3. UeHTpudyrysatu 5 xB. npu 14000 g npu TemnepaTypi 4 °C.

1.3. Cup Ta cnpo npoayKkTu, Ko3eiH

1.3.1. 3Baxkutn 1 r + 0,05 roMmoreHi3oBaHOro cupy B LIEHTPUdYKHY Npobipky Ha 15 cm®, pogat 1
cm® OignCTUNBLOBAHOI 4ei0OHI30BaHOT BOAM, 3MilLaTh Ha BOPTEKCI.

1.3.2. flogatm 6 cm® eTunauetaty Ta ekctparysatm 10 xB. mpu 100 06/xB. Ha pOTOpPHOMY
3MiLLyBaui.

1.3.3. UeHTpudyrysatu 5 xB. npu 14000 g npu Temnepatypi 4 °C.

2. OunLLEHHA METOOOM piaNHA-pianHa

2.1. MepeHecTn 5 cM” eKkCcTpakTy eTunauetaTty B YUCTY LeHTpudyxHy npobipky Ha 15 cm® Ta
BUMNApUTU eKCTPaKT nig noTokoM a3oTy npu 40 °C o Cyxoro 3arnuLuky.

2.2. Cyxu1i 3anuLLOK pO34YMHUTKN B 1 CM™ i300KTaHy.

2.3. Jopatn 1 cm® [eioHi30BaHOT BOAM Ta MOBINbHO NepemillaTu.

2.4, UeHTpudbyrysaTtu 5 xB. npm weugkocti 3500 06/xB. npu 4 °C.

2.5. lNMepeHecTn HWXHIO BOAHY hbasy y Bianky Ans aHaniay.

BrkoHaHHSA BUMIpIOBaHHS i 004YnCNeHHs pe3ynbTaTis

X::C*VQ*VS

m*V?2

X - KOHLeHTpaUis xnopamdeHikony B AOCNIM[KYBaHOMY 3pa3Ky, MKI/KT;

C - KOHLeHTpaList aHaniTy B iIHKEKTOBAHOMY eKCTPaKTi 4OCIia)KyBaHOro 3paska, Hr/em®;

V1 - o6'em eTnnaueTary, B3ATUIA ANSA eKCTpakLii, CM™;

» A€
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V2 - 06'em eTunauetarty, B3ATUMA ANS BUNAPOBYBaHHS, om’;
V3 - 06'em BOAKW, B AKOMY NEPEPOIUNHAETLCA CYXUA 3aMnnLLIOK, cm®;
m - HaBaXka 3paska, I.
O06uncneHHs abCconoTHOrO BiACOTKY NOBEPHEHHS:
C*100

X =

X - abCOnMTHUIA BiACOTOK MOBEPHEHHS AOCHIAHOT pe4YOoBUHN, %;

C - KOHLIEHTpAL|isl aHaniTy, OTpUMaHa 3a rpaJyloBanbHUM rpadikom, Hr/cm®;

C - KOHLIEHTpaLlist aHani3y, AoAaHa Ao 3pasKy, Lo aHami3yeThCs, HI/eM®;

CymapHy noxubKy 3HaWaeHUX 3HaYeHb YacTKU XNOpaM@EHIKONY XapakKTepu3ylTb BENUYUHOK
+AX, BCTAHOBMEHOO NPW METPOSIOriYHil aTecTauii MeToaMKn aHaniay.

Moxnbky pes3ynbTaTiB BUMIpIOBaHb MacoOBOI 4YacTkM XxnopamdeHikonly B npobi (A) MKr/kr
064McnnTN 3a HOPMYIOLo:

A=0,01*8*w,

Ae 8 - rpaHuus BigHOCHOT cyMapHoi noxubkn, % P=0,95,

W - MacoBa YacTka xnopamdeHikony y npobi.

MepesipstoTb 6a3oBy niHilo curHany getektopa. basosa niHis noBuHHa B6yTn ctabinbHolo, 6e3
Pi3KMX KONUBaHb, CTOPOHHIX MiKiB. AKLIO € AKiCb BiAXWUMEHHS, NPOBOASATL MPOMMBKY XpomaTtorpadiyHoi
cuctemmn, obCcnyroByBaHHs CUCTEMU AETEKTOPA, 3MiHY CKIMagoBuX pyxnuBoi dasu.

MepeBipsAtoTb KOHTPOSb BiAXWUMEHHS Yacy YTPMMaHHSA Ta MAOLWi nika KOHTPOSIbHOrO po3umHy. [ns
LUbOro iHXEeKTYloTb KOHTPOMbHMI pPO3YMH  xropamdeHikony. BcTaHoBMOWTL 4Yac yTpuUMaHHS,
BM3HaYaoTb MNMOLLY.

3HayeHHss RSD ans 4yacy yTpuMaHHS! He NMOBUHHO nepeBuwyBaTn 2,5 %.

HaliHmkunin piBeHb kanibpyBaHHS MOBUHEH ByTK TakuM, Wob6 3abesnedyBaTth NigTBEPAXKEHHS, WO
BiAryK € agekBaTHMM i rapaHTyBaTu, WO NofdaHa Mexa Oyna gocarHyTa i Wwob nOMUNKOBI HYMbOBI
3Ha4yeHHs He Bynu nodaxi B 3BiTi.

loHn, SKi BpaxoBYKTbCH, MOBMHHI MaTu curHan Oinbwe 3 no BiAHOWEHHI [0 LWyMY.
CniBBigHOLWEHHSA MiX AOYipHIMM iOHAaMW MOBUHHO 3a40BOSILHATU HACTYMHI NapaMeTpu, SKi BKasaHi B
TabnuLi HUXYe.

MakcMmanbHO [O03BOMEHI BiOXWMNEHHA AONS  BiAHOCHOI iHTEHCUBHOCTI B 0ONacTi  TEXHiKu
CMEKTPOMETPUYHOTO BU3HAYEHHSA MaCK:

BigHocHa iHTeHcuBHICTb (% OCHOBHOro 36araveHHs) LC-MS-MS (BiAHOCHI)
>50 % +20%
>20% -50 % +25%
>10%-20% +30%
<10% +50 %

Mpu aHanisi LC-MS/MS noBuHHI Oyt nepepbadeHi matpuuHi edektn. MaTpuuHi edekTu
PO3AMBNSATLCS SK NPUrHiYeHHs abo 36inbLueHHs BigNoBigi curHany. MaTpuyHi edpekT BUHMKaOTb, SK
npaBumno, i3-3a MNPUCYTHOCTI MaTpUYHUX eNeMeHTiB, SKi BNNuBalTb Ha iOHi3auito peyvoBuH. Lle
BMMMBAE Ha KinbKiCHE BUSBMEHHS Ta TOYHICTb pe3ynbTaTiB.
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®OPMYIA KOPUCHOI MOJENI

Cnocib BM3HaA4YeHHS 3anuLLKOBUKX KillbKOCTEN xnopamdeHiKony y NpoAyKLii TBAPUHHOIO MOXOAXKEHHS,
B SIKOMY Onsi fOChimpKeHHsA 6epyTb 2 T (2 CM3) NiAroToBNeHoro 3paska, gogatoTb 1 cm® [JeioHi3oBaHoOI1
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BOAM (OKpiM MONOKa), eKcTparyiTb 3a OONOMOrol eTunauertarty, UeHTpudyryioTb, OYULLYIOTbL 3a
AONOMOro MeTody piauHa-piauHa, LeHTpudyryoThb i BigbuparTb HWKHIO BOAHY (hasy y Bianky ans
aHaniay.
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