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A liquid chromatographic-tandem mass spectrometric (LC-MS/MS) multi-residue method has been used for the
simultaneous quantification and identification of 9 residues and metabolites of benzimidazole derivatives that the most
widely used as anthelmintic veterinary drugs of animals. The modified QUEChERS method was used for sample
preparation, which was initially developed for pesticide residue analysis. This paper highlights how quick, easy, cheap,
effective and rugged the QUEChERS extraction method is. The method was successfully validated according to the
2002/657/EC guidelines. Recovery of analytes was in the range 99— 110 %. The decission limits (CC ) were calculated
at MRL level for analytes with an established permitted limit as next: 104.5 ug kg™’ (albendazole), 53.2 ug kg™ (fenbendazole),
54.2 ug kg (flubendazole), 12.1 ug kg' (levamisole), 53.9 ug kg' (cambendazole), 64.2 ug kg' (mebendazole),
52.5 ug kg (parabendazole), 105.8 ug kg’ (thiabendazole), 234.2 ug kg (triclobendazole). The suitability of the assay
has been assessed through InterVal Software by quo data GmbH (Germany). The method achieves high quality of the
results, good recovery, repeatabilities, within-lab reproducibilities, and wide analytical scope and has practical benefits,
low cost, high sample throughput, little labor used and few lab ware.
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OuiHka npupgaTHocTi Metoay npu 3actocyBaHHi QUEChERS
nigxoay AnNsA BU3HA4YeHHSA 3anuwkiB OeH3uMmigasoniB y M'Aci
TBapuH 3a gonomoroto UPLC-MS/MS
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B po6omi 3dilicHeHo ouiHKy npudamHocmi 3acmocysaHHss QUEChERS nidxody O0nsi 8usHayeHHs 3anulikie
beH3umiOasorie y M'sici meapuH 3a dornomozoto Memody HaleghekmugsHoI piOUHHOT xpoMamozpaii — maHOeMHoI Mac-
crnekmpomempii (PX-MC/MC) ma ecmaHoeneHo napamempu MC/MC demekmysaHHs1 i gudHadyeHo (1020 ganidauiliHi
Xapakmepucmuku 051 aHanidy 3anuwkogo2o emicmy beH3umidasonie 8 M'saci MpodykmugHUX meapuH. [JogedeHo, wo
el Memod € MOYHUM, MPaKMU4YHUM ma yHieepcanbHuM, Wo mnomeepdxyembcsi 0aHUMU MEXi NPUUHAMMS PiLueHHS
CC, dons anbbeHdasony — 104.5 mke/ke, peHbeHOasony — 53.2 mke/ke, qorobeHoasony — 54.2 MKa/ke, reeamizony —
12.1 mke/ke, kambeHda3ony — 53.9 mke/ke, mebeHOa3ony — 64.2 mke/ke, napabeHdasony — 52.5 mka/ke, miabeHda3orny
— 105.8 mke/ke, mpiknabeHdasony — 234.2 mka/ke, cmyriHb eurnydeHHs cknadae 99—110 % Ona ecix aHanimis.
OdepskaHi pesynbmamu w000 OUiHKU ripudamHocmi, moYyHocmi i idmeoptogaHOCMIi pe3yribmamie 3a0080/bHSMb
sumoau €sporelicbkux oupekmus. BukopucmaHHs npobornideomosku QUEChERS doseornise ameHwumu eumpamu
peakmusie, HagaHmMa)eHHs1 Ha nepcoHan nabopamopii ma Ha dodamkoge obradHaHHS. 3ae0sKU 8UKOPUCMAHHIO
delimeposaHux cmaHdapmHuUX 3paskie ma sudHadyeHHs Memabonimie 6eH3umida30rig y M’sici MpOOyKMUBHUX meapuH
3Ha4YHO 3MeHWYyembCs UMOBIPHICMb SIK XUBHO HeeamugHUX, mak i XubHO Mo3umueHuUX pe3yrnbmamis, w0 niomeepoxye
moyHicmb ma creyugidHicmb memody. PospobrieHa memoduka 3 eukopucmaHHsM QUEChERS nidxody ma
PX-MC/MC do3eonsie susienamu 3anuwkosi Kinbkocmi 9 6eHaumidasornie ma ix memaboriimis, siKi 3acmocosyrombcs y
meapuHHuUUmei 01151 Npoginakmuku 2esibMiHmMOog3is.

KnrovoBi cnoBa: aHTUrenbMiHTVKK, 6eH3MMIAa30nm1, 3an1LLIKOBUIA BMICT, pidvHHa Xpomatorpadisi, Mac-CrekTpoMETpis, M'Aco
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Ona nikyBaHHA | NpOMINakTMkM renbMiHTO3iB
TBApWH Yy BETEPUHAPHIA MpaKTULi LUMPOKO 3aCTOCO-
BYIOTb MiKapCbKi PEYOBUHW, SKi HanexaTtb A0 rpynu
6eH3mmigasonie. Bigomo, Wwo cuctematmyHa npogoi-
nakTuKa i cBoeyacHe niKyBaHHS reribMiHTO3iB 3Ha4YHO
3HWXKYIOTb 3axBOPIOBAHICTb TBapuvH, 3anobiratoTb
PO3BUTKY YCKNagHEHb i 3HWKEHHIO PE3UCTEHTHOCTI
OpraHiamy, WO € OCHOBOK 36epeXeHHs1 340pOoB’S
TBapMH Ta BuMpobHMUTBa 6e3ne4yHmx XapyoBuX
NPOAYKTIB.

OcTaHHiM YacoM aCoOPTUMEHT aHTUIreNbMIHTUKIB Ha
PUHKY YKpaiHu 36inbLum npakTuLi BeTepMHapHOI
MEOULIMHN  BUKOP, 9 BEenuka KinbKiCTb
CMOoNyK, WO MaTb Hy CTPYKTYpy, MalTb
30aTHICTL BMnvMBaTM Ha TTEBO BaXINWBi CUCTEMU
renbMiHTIB, AKi BUKNUKA BOPIOBaHHA IOOMHN
i TBApWH, Ta xapaktepu LLUMPOKMM CMEKTPOM

Ail, HNU3bKOK TOKCUYHICTHY NbHOK MOBIYHO
TepaneBTUYHUM

Jiel0 'y MNoedHaHHi 3 Oo
iHOekcowm [1,2, 3].

BionoriyHi 0cobnuBOCTI OKpemMux KnaciB i rpyn
renbMiHTIB, @ TaKOX Micus iX NoKark B OpraHiami
rocnogapss OOyMOBMIOKOTH  pi3 iCTb  LMX
napasuTiB 0O OOHMX i TUX Xe aHT HTUKIB. Y
TOM Xe 4ac, aHTUrenbMIHTUKN B CUMY yMiYHOT
npupoau i BiAMIHHOCTEN Yy hapMakon i0Tb
MO-Pi3HOMY Ha OAHI 1 Ti X rpynu renbMiHTIB [

Y cyyacHin BeTepuHapHIn npakTuLi
eeKTUBHUMN HemaTouuagamMmn BBaXKalTbCH
patn rpynun 6eH3MMigal3oniB Ta MaKpOLMKITIY
NaKTOHIB, OCKIiflbkKM BOHW OOCUTb BUCOKOEMEKT
Ta 3pydHi B 3actocyBaHHi [5]. BeHsnmigas
LLUMPOKO BUKOPUCTOBYIKOTLCA HE TiflbKM B MiKyBaHH]
W npodinakTuui napasuTapHux iHBasin y psgy
BUAOIB, a W B SKOCTI (YHriUMOHUX areHTiB Ans
CiflbCbKOrocnoAapCbkmx KynbTyp nig yac
30epiraHHs i TpaHCcmopTyBaHHS [6,7]. MexaHi3am Aii
OeH3nMigasoniB rpyHTYETbCA Ha [ABOX MpoLecax:
nepwmi — iHribyBaHHA B MITOXOHAPIAX reMbMiHTIB
depMeHTy dymMapatpegykTasn, B pesynbrati Yoro
MOpYLLYETLCS 3aCBOKOBaHHA rnoko3u [8], a gpyrun
— iHribyBaHHS cuHTe3y Ginka TybyniHa, B pesynbrarTi
YOro MOPYLUYETbCA YTBOPEHHSA MIKPOTYOynsipHOro
anapaty KniTMH MapasvTa, Hampuknag, anaparty
lonbaxi, Wo npu3BoaMTb A0 Moro 3armbeni [9]. 3a
CMEKTPOM Ail aHTUrenbMiHTUKM NOAINSTb HAa 3acobu:
HaALWMPOKOro cnekTpy Aii (anebeHgason), LUMPOKOro
crnekTpy Aii (mebengason, npasvkBaHTen), 3acobw,
AKi 3aCTOCOBYIOTb 32 KMWLUKOBWX TFenbMIiHTO3IB (y
TOMY 4MCHi KMLIKOBMX Hematodo3ax — reBami3on,
nipaHTen, ninepasvHy aguniHat, Angesnn; KNLWKOBUX
LecTogo3ax — Hiknosamig (dpeHacarn), okcuknosamig,
padokcaHif), a TakoX 3a NO3aKULLIKOBUX FefibMiHTO3IB
(BuTpasvHy UuuTpaT, aHTUMOHIMN-HaTpilo TapTpar,
€MeTVHY rigpoxnopug).

BukopucTaHHA aHTUrenbMiHTUKIB ONS NiKyBaHHA
Ta NpoinakTUKn 3axBOpPtOBaHb TBApPWUH 3YMOBIOE
iX HaKOMWYEeHHHA B OpraHiaMi TBapuH, B Xap4yoOBUX
npoAykTax TBapuMHHOIO MOXOMXEHHS, a TaKoxX

HaAXOOKEHHSA y HaBkonuwHe cepegosuwe [10, 11].
Ak Oyab-siKi TOKCUYHI PEYOBUHMW, AHTUrENbMIHTUKM
30aTHi HEeraTMBHO BIUJIMBATU TaKOX i Ha 340pOB’SA
MNIOAMHN, MOTPanfflyyM B OpraHisaMm 3 npodyKramu
XapyyBaHHSA TBAPUHHOTO MOXOMKEHHS, Y TOMY YmCnli
3 m'scom. Tomy B kpaiHax €Bponenicbkoro Corody
ICHYIOTb pernameHTyroudi akTU Ha BUKOPWUCTaHHS Ta
KOHTPOSIb  3aMLLKOBOIO BMICTY aHTUreNbMIHTUKIB
B M'Aci (M’'a3ax) TBapvH. 3rigHO 3 €Bponencbkumn
HOPMaTUBHUMM OOKYMEeHTaMu BCTa@HOBIIEHI
MakcumaneHo gonmyctumi  piBHi (MOP) y M™sci
NpOOyKTMBHUX TBapuvH Ana anbbeHgasony Ta
noro MetaboniTiB — anbbeHgason  cynbgOHYy,
anbbeHpasony cynbdokcugy Ta  anbbeHpasony
amiHocynb(oHy, TiabeHgasony Ta Moro metaboniTy
5-rigpokcuTiabeHgasony, ki cknagawots 100  mkr/
Kr; Ons  deHbeHaasony Ta  MOro  MeTaboniTiB
—  (peHBeHpasony  cynbgoHy,  deHbeHpasony
cynbdhokeray, nobenaasony Ta moro MeTtaboniTiB
— rigpokcudpniobengasony,  dnobengasony amiHy,
kambeHgasony, napabeHgasony — 50 wMkr/kr; Ans
nesamizonny — 10 wkr/kr; mMebeHgasony Ta MOro
MeTaboniTiB—5-rigpokcnmebengasony, amiHomebeHaa-
3omy B cymmi 60 wmkr/kr; Tpikna-6eHgasony Ta
noro metabonitis — TpuknabeHgason CyrbgoHy,
Tpuknabengason cynboKcHay KeToTprknabeHgasony
— 225 mkr/kr [12].

[na BU3HA4YEHHS 3anuLLIKOBOro BMIiCTy 6eH3umiga-
30MiB Yy NPOAYKTax Xap4yBaHHA Ta TKaHWHax TBapuH
3anpornoHOBaHO PS4 METOAUK 3 PI3HUM Aianas3oHoM
yyTtnmBocTi [13-15]. Tak, 6yB po3pobneHnin YyTnmemn
0 OogHoyacHoro Bu3HayeHHs 10 3anuLukis
H3MMigasony Ta [Adesknx Woro meTaboniTiB y
X, MOmoLi, KypsTWHI Ta cBuHUMHI. Llen meton
BaHWN Ha BWKOPUCTaHHI  MIKPOEKCTPaKLin
HOro MOHOMITY 3 PIAVHHOK Xxpomartorpadieto
NEKTPOMETPIEID 3 eNeKTPO-Cnpei ioHi3auieto
) [16].

OMi JOCnifXeHHA 3 BM3HaYeHHa 18

iKiB (BKITHO4aOUM ©eH3umigasonu,
MaKpPOLMKIIYHI  NTAaKTOHKW, caniuunaHinign, 3amileHi
doeHonu, TeT, onipuMIAMHN Ta iMigasoTiaszonu) y

M’ATM xapu TPULIAX TBAPMHHOIO MOXOMKEHHS
i3 3actocy PiOVHHOI  XxpomaTtorpadii  —
TaHOEMHOI M KTpOMeTpii (PX-MC/MC).

AHanitn ekcTp
HiTpUny/1% outo
Ta aueToHiTpuny/1

3 BUKOPUCTaHHAM aLeTo-
(moroko Ta Anus)
kucnotn 3 0.5 mn

OUCTUNBbOBaHOI BO[ M NTULi, CBUHEN Ta
AMNOBUYMHA) TA OYMLLEH 3 PUCTaHHSAM HaCU4YEHOTrO
PO34NHY rekcaH/a Takun MeTOoA

BNCOKOEMEKTUBHUMI, AeLll , MEHLW TpyOOEMHUN
MOPIBHSIHO 3 iHWMMKU MeTogamu [17].

3anvwkn 6eH3MigasonisB y XxapyoBuX MPoAyKTax
TBAPUHHOIO  MOXOMKEHHS  TakoX  BMU3Ha4YalTb
BMKOPUCTOBYIOYM  TBepAodasHy eKcTpakuilo Ta
BNCOKOEMEKTUBHY  PiAWHHY  xpomaTtorpadito 3
donyopecueHTHUM aetektopom [18], ane npu ubomy
He BOAETbCHAI BUABNATM MeTabonitu 6eH3imenasonis
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y matpuugax. Metog PX-MC/MC € nigTBepmKyto4mm
ONs BUSBIEHHSA piBHS OeH3uMigasoniB y TKaHMHaX
TBapWH, Mae BULLY YYTNMBICTb Ta OXOMNIIHOE LLUNPOKUI
CMEeKTp aHaniTiB Ha PpiBHI CRiJOBUX KiNTbKOCTEN.
Heski po3pobrieHi metoan Ans PiAVHHUX XPOMato-
MacCrneKkTpoMeTpiB MaloTb  BUCOKY  BapTiCTb,
0cobnMBo Ha eTani NiAroToBKM NPO6 3 BUKOPUCTAHHAM
TBEPAOMAasHNX KOMOHOK AN Kpalloro OYULLEHHS
cynepHatanty [19]. BwuweBkasaHi metoou 3
BukopuctaHHsa PX-MC/MC € poctatHbO 4yTnuBi Ta
TOYHI, odHaK € BinbLl TpyAQ3aTpaTHi.

Mpn ubomy B niT i OOCTaTHbO AeTanbHO
OonucaHo MeToam S ©eH3nMigasonbHuX
AHTUTENBbMIHTHUX B Mofioui Ta wmeqi
[20], B M's3ax Ta mediH WHEeWN, BENnuKoi poratol
Xyoobu, oBeub Ta MTU Takox QUEChERS
(Quick, Easy, Cheap, Rugged, and Safe
— LWBngko, MpocTo, deww KTMBHO, HaginHo
i BesneyHo) mnpobonigrot noefgHaHHi 3
PX-MC/MC  BUKOPUCTOBYIO NA  BU3HAYEHHS
3anuLLKIB  KCEHODIOTUKIB, Takux Sk, MNeCcTULMAW,
FTOPMOHW, TOKCUHW, aHTUBIOTUKM [2
MiHY Ta paktonamiHy [23] y T
M'ICO, MOJIOKO, 4Anua Ta meq
nitepatypi HaBeAeHa He3Ha4yHa KinbKiC
NPUCBAYEHNX  Banigauii  MeToauKn
3anuLukiB 6eH3MMigasoniB y cymilli 3 ix meTa
Yy Xap4oBUX MPOAYKTaxX TBapPWUHHOIO MOXO,
BukopuctaHHamM QUEChERS nmigxogy 3a mo
HagedekTBHoto  PX-MC/MC, wo ycknag
NMOPIBHSHHS | CNiBCTaBMIEHHS OTPUMaHMX BasigaLiif
XapaKkTepuCTUK.

Mpoueaypa

n
3

QuEChERS ¢

nepcneKTMBHm‘
METOAONOrIE ANnsd NpodoniAroTOBKN 3anuLLKIB BeTe-

PUHapHMX Npenaparis, y ToMy Yuchni 6eH3nmigasonis
y MpogyKTax TBapWMHHOIO MoxomkeHHd. OgHak, Ans
OOCSATHEHHST BUCOKMX MOKAa3HWUKIB BUIYYEHHS aHaniTy
3 M'sica TBapWH, €TanuM eKCTpakuii, OYMLLEHHS Ta
KOHLEHTpaLjii NOBUHHI OyTK OMTUMI30BaHi BiAMOBIAHO
[0 LiNbOBMX CMOMYK Ta MaTpuL,.

MeToo Hawoi pobotn byno mogudikyBatn Ta
BanigyBatn wmetog PX-MC/MC 3 BUKOPUCTaHHAM
QuUEChERS nigxony Ansi KifbKICHOTO BU3HaYEeHHS
3anuLukiB 6eH3MMigasoniB y cymili 3 ix metabonitamm
y M’ICi TBApWH.

MaTtepianu i meToam aocnigXeHHs

Bu3HayeHHsa 3anuLLIKOBUX KinbkocTen G6eH3nmiga-
30MiB  BMKOHaHO Ha pigMHHOMY Xxpomartorpadi
ACQUITY UPLC H-Class 3 BUKOPUCTaHHAM NOTPIAHO-
KBagpynonbHoro mac-criektpometpa Waters XEVO
TQ-S micro (CLWA) 3 aHamiTM4HOK KOJTOHKOH
obepHeHo-azosoto ACQUITY UPLC BEH C18
(1.7 pm, 100 mm x 2.1 mm).

[Ona npoBedeHHs npobonigroToBkM  3paskiB
BVKOPWCTOBYBANN HaCTyrnHE OONagHaHHS: LEHTpU-
dyra 3 makcumanbHuM npuckopeHHsm 14000 rpm
«Eppendorf 5810 R», KOHLEHTpaTop Npob B TOLLi a30Ty
«Liebish Labortechnik» 3 MOXNMBICTIO HarpiBaHHS

no 130°C, Boptekc nabopartopHun «Stuart Vortex
mixer SA8» 3 obeptaHHaM 2500 rpm, opbGiTanbHun
wenkep gns npobipok «Stuart Tube Rotator SB 3» 3
o6eptaHHam 40 rpm, gucnepratop «IKA T 25 digital
ULTRA-TURRAX», ansa o6’emis Big 1 o 2000 mn 3
AdianasoHoM 4Yactot obeptaHHa Big 3000 mo 25 000
06/xB. [14].

[na gocnigkeHHs Bigbvpany npobu M’s3iB Macor
He MeHwe 500 r 3a MpuMHUMMIOM: OKpemMa TBapuHa
— okpema npoba. Big Tyw Benukoi poratoi xygobwu
i cBMHen Bigbupanu m’'a3u giadparmu, Big TYLLOK
Kypem — «TeMHi M'A3u», TYLUKM KpPOMiB i PiYKOBOI
pubu Bigbupanu uinumun. lMicna Bigbopy nNpobu Bynu
3amopoXeHi i 3bepiranuck 3a Temneparypu -20°C [25].

Mpobn m’aca pisHMX BMAIB NPOAYKTUBHUX TBapWH
(Benvka porata xygoba, CBWHI, Kypu, Kponi Ta puba)
Oynu [OOaTkoBO MEpEBipeHi MEeTogoM  BUCOKO-
edeKTMBHOI pignHHOI XpomaTorpaddii Mac-crnekTpo-
METpIi Ha BiACYTHICTb 3anuLUIKIB 6eH3Miga3onis.

36arayeHHs KOHTPONbHMX 3pasKkiB  MPOBOAMIIM
CTaHAapTHUMK po3dynMHamu Ans BecTaHoBrneHHs CC.
3anexHo Bif MOKasHMKa MaKcumarnbHO AOMYCTUMOro
piBHa (MOP). OuiHky mpugaTtHOCTI MeTod4y MPOBOAUNN
Ha piBHsx 0, 0.5, 1.0 Ta 1.5 MOP.

B pobGoti BukopucToByBamuM  cepTUiKOBaHi
cybCTaHuji; anbbeHngasony, anbbeHgasony
cynboHy, anbbeHgasony cynbdokcuay, anb-
©eHpasony aMiHOCYIbOOHY, TiabeHagasony,
5-rigpokcuTiabeHgasony, deHbenaasony, ¢eHbeH-
pasony cynbgoHy, deHbeHgasony cynbdokeuay,
dntobengasony, rigpokcu-gpnobeHgasony,  dnto-
‘qasony amiHy, kambeHgasony, napabeHgasony,
Bami3ony, mebeHgasony, 5-rigpokcumebenaasony,
mebeHgasony,  TpiknabeHgasony,  Tpukna-
30Mny cynbgoHy, Tpuknabengasony cynbgo-
KeToTpuknabeHaasony BMpobHuLTBa Sigma
| Co. (St. Louis, MO. CLUA). [Inga nigrotoBkm
NMPOBEAEHHsT aHamisy BWKOPUCTOBYBamu
naHii Sigma-Aldrich (Hime4unHa).
TaHOAPTHI PO34YMHM 3 KOHLIEHTpaLi€eto
1 mr/mn BkasaHux GeH3umigasoniB Ta ix meTaboniTie
roTyBanvcb M PO3YMHEHHS B 1 MmN gumeTwn-
CynbgOKCH, 9 wmn auetoHiTpuny. PoGoui

CTaHOapTHI 1, KO)KHOro 3 GeH3umigasonis Ta
iX mMeTaboniTis, X KOMMSIEKCHUA CTaHO4apTHUI
pPO34MH  YCix 7 30MiB rotyBanu LUASXOM

ABOCTafiNHOrO po CHOBHUX CTaHAAPTHUX

pO34MHIB: B MepL — aueToHiTpunom (8o

KoHLUeHTpauii 10 MKr/Ng®, pyrin (40 KOHUEeHTpauii
o)

1000 Hr/mn) — 0.1% m KMCOTO y BOAi.
KinbkicHe Bu3Hau OBOI  KOHLEHTpaLil
OeH3umigasoniB NpoBOAMIM  METOAOM 30BHILLHbOIO
CTaHOapTy 3a 3AiINCHEeHWM MoMnepegHbo  Kaniopy-
BaHHAM  XpomaTorpadpa 3a  rpagytoBanbHUMMU
pPO34MHaMM 3 BUKOPUCTaAHHAM MaTpuLi. laeHTudikadito
OeH3umigasoniB NpoBOAUIIM 3a YacOM YTPUMaHHS,
HasIBHICTIO BIiAMNOBIOHMX IOHIB Ta CHIBBIAHOLUEHHSM
IXHBbOI IHTEHCUBHOCTI. BCi po3paxyHku oTpumyBanu 3
BMKOPUCTaHHAM MporpaMHoro 3abesneyeHHst InterVal
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Software komnanii quo data GmbH (HimeuunHa). d-3, dnbeHgasony Ta Koro mMertabonitiB  —
lNpobonidzomoeka. INMigrotoBKy 3paska NpoBOAUIN rinpokcudnobengasony,  dnwobeHgasony  amiHy,
3a HacCTyMHOK CXeMolo: nonepegHbo Byno BigibpaHo kambeHpasony, napabeHgasony, nesBamisony 3
i FOMOreHi30BaHO M’ACO Big Pi3HMX BWAIB TBapuWH nesamiszonom d-5, mebeHgasony Ta noro metaboniTis
macoto 100 r 3a gonomorow gucnepratopa. [licns 5-rippokcumebenaasony, amiHomebeHaasony,
Lporo Bigbupanu 10 r romoreHaTy A0 SIKOro BHOCWMU TpiknabeHgasony Ta Moro MeTaboniTiB — Tpukna-
CyMill CTaHOAPTHMX PO3YUHIB, MICRS CTPYLUYyBaHHSA ©eHpason cynboHy, TpuknabeHaason cynbgokenay
popgasanv 10 M aUETOHITPWAY AMS eKCTparyBaHHS. KeToTpuknabeHaasony Ta BUKOPUCTAHHA BUCOKO-
lMlicna romoreHi3auii gocnigHOro 3paska npoTAroM YyTrNBOro obnagHaHHs TaHAeMHoro mac-
30 ¢ 3a gonomMorow gucnepratopa B npoby BHOCUNN crneKTpomeTpa.
1 r HaTpito xnopugy Ta 4r MmarHito cynbdarty 3 lMapamempu xpomamozpacghysaHHsi. [ocnioKeHH:A
noganbLlUnNM PYyYHUM C BaHHAM npoTtarom 1 xB. BMICTy GeH3uMigasoniB y M’ACi TBapuH MpPOBOSUNN
Oani BmicTnme ue nn npy pagiansHomy Ha NOTPINHO-KBAAPYMONbLHOMY  Mac-CrieKTPOMETPI
npuckopeHHi 4000 tarom 10 xB. [licns Waters XEVO TQ-S micro (CLLUA). Hanpyra enektpo-
LeHTpudyryBaHHsa  BigWipann  cynepHaTtaHT B po3nuneHHa BcTaHosmnoBanacs Ha pisHi 3.0 kB ansa
noninponineHoBy npo6ip y nonepegHbo Oyno MO3NTUBHOIO pexumy. Temnepatypu geconbsadii Ta
BHeceHo 1.5 r marHito cy. Ta 0.5 r okTageuun- MXepena Gynu BcTaHoBMeHi Ha piBHi 450 ta 150°C
cunikarento (C18) Ta amiLu OpTEKCI NPOTSAroM BignoBigHO. @3 BUCYyLlyBaHHA — a30T 3 MOTOKOM
30 c. lNMoTim ueHTpudyrysan npu 4500 06/xB 900 n/rog, ra3 — aproH.
Ta 4 °C npotsarom 10 xB., nicnP4ord Bigbvipanu 15 mn XpomatorpadpyBaHHA  3pas3kiB  nNpoBOAunM B
HagoCafoBoOro LWapy B NPOBIpKy, B AKY MONepeaHbo rpagieHTHoOMy pexumi, cuctema 0.1% posynH
BHocunu 250 MKN  AMMETUICYY ) Ta MypaLuMHOi kucnotu y Bodi (A) / auetonitpun (B),
3miwyBanu Ha BopTtekci 30 c. i AN Lap weuakicte notoky 0.6 mn/xB., AkMn 3MiHOBaBCSH

aUeToHITPpUANY Nig CTPYMEHeM a3ory nepatypu 3anexHo Big Yacy 0 — 0.5 x8 — 100% A; 1 —
50°C. [lloTiM 3anuLoK AMMETUICYNbM y, Lo 3xB—-50% A; 3.1-10 xB — 10% A; 10.1 — 13 xB. —
3anuLIMBCA NiCNs BUNapoBYyBaHHS, NPor epes 100% A. Temnepatypa xpomartorpadiyHoi KONOHKM

LINpULEeBUn AINLTP Y Bianky Ans iHXeKkTyBaH Oyna BcTtaHoBneHa Ha piBHi 40 °C. Pexvm BBeOeHHs
ToyHiCTb Ta  BMCOKaA  YYTIMBICTb y 3paska aBToMaTuyHUA, 06’em iHxekuii ctaHoBuB 10 MK,
3abe3nedvyeTbes 3a paxyHoK BU3
GeH3nmigasoniB B cymiwi 3 ix meTabonitaMu
AOAaBaHHAM AeNTepoBaHNX CTaHAApPTHUX 3pa Y 3B’A3Ky 3 NPUCYTHICTIO MAaTPUYHMUX eheKTiB npu
anbbeHpasony 3 oro metabonitamu — anbbeHaa ayeHHi aHTUrenbMIHTUKIB Pa3oM 3 CTaHAaPTHUMM
cunboHy, anbbeHaasony cynbdokcuay Ta a”b"askamm BMKOPWCTOBYBaNM BHYTPIlLUHI CTaHAApTHI

Pe3ynbraTtu gocnigxeHb Ta iXx 06roBopeHHs

GeHpasony  amiHocynbgoHy Ta - anbbeHpasorny n anbbenpasony (Albendazol d-3), deH-
d-3,  TiabeHpasony 3  iHoro  meTaborniTom sony (Fenbendazol d-3), neeamisony (Leva-
5-rippokcutiabengasony, deHbeHgasony 3  1Oro -5) (puc. 1, 2). NapameTpu xpoMaTorpadivyHmnx
meTabonitamm — eHbeHaasony cynbdoHy, eH- ao €Hb aHTUrenbMiHTUKIB HaBeaeHi B Tabnuui 1.

GeHpgasony  cynmbdokeugy Ta  (hbeHbeHgasony

k-0-benz-muscule- Smooth(Mn, 1x2)

F2:MRM of 25 ch
2

Albendazole_
L 365
16031.46

509856

k-0-benz-muscule- Smooth(Mn, 1x2)
2

l-0-benz-muscule- Smooth(Mn, 1x2) FZMREM o

Albendazole-d3_
e 3.64
10061575.00
307603232

0 min
0.50 1.00 1.50 2.00 250 200 350 4.00 4.50 5.00 5.50 6.00 6.50 7.0o 7.50 8.00 g.50

Puc.1. XpomaTtorpama anb6eHgasony Ta gentepoBaHoro ctaHaapTty anbbeHaason d-3 (C = 100 mkr/kr).
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MwuxanbcbKka Ta iH.

k-2-benz-muscule- Smooth{Mn,1x2)

Fenbendamle_J
406
2767992.50
87013136

100

318
0 hi!

FZMRM of 28 channels ES+
300.2 = 159.04
8. 717e+007

min

-2-benz-muscule- Smooth(Mn, 1x2)

Fenbendazole _
4 06
628081.12

100

S+

FZMRM of 28 channels,

-2-benz-muscule- Smooth(Mn, 1x2)

Fenbendazole-d3 _
4.05
9066.50
271544

100

0

min

0.50 1.00 1.50 2.00 2. 3.50 4.00 450 5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50
Puc.2. Xpomatorpama cpeHbeH nTepoBaHuM ctaHgapToM peHbenaason d-3 (C = 50 MKr/kr).
Ta6nuusa 1. MNapameTpu ckaHyBaHHSA 4 S JOCHNigXeHb aHTUrenbMIHTUKIB.
KoMMOHeHT ﬂgqipHi Hanpyra_Ha !EHepriﬂ
ioHn KOHYCi 3iTKHEeHHA
JleBamizon 123.02; 177.99 35 26; 30
AnbbeHaason 191; 234 .1 38 30; 15
deHbeHaas3on 159; 268 36 28; 23
Anb6eHaason cynbdoH 298.1 159.08; 266.2 36 30; 20
AnbbeHpason cynbgokena 282.2 9.06; 240.1 30 30; 15
AnbbeHgason amiHOCynbOoH 2401 1;198.1 36 27; 20
deHbeHngason cynbgoH 331.9 ; 300 35 36; 21
deHbengason cynbokena 316.1 1.09 35 30; 24
dntobeHaason 313.8 2 40 35; 24
lopokcndpniobeHgason 316.2 125.1; 1 40 BEHESS
dnobeHgasonamin 256.06 123.05; b 45 26; 34
KambeHgason 302.96 216.85; 260 26; 18
MebeHnaaszon 296.14 105.05; 264. 32; 18
5-rigpokcumebengason 298.25 160; 266.15 33; 22
AmiHomebeHaa3on 238.1 105.09; 133.05 24; 34
Map6erpason 247.6 172.6; 215.6 24; 15
TiabeHgason 201.9 130.85; 174.8 32; 24
5-rigppokcutiabeHgason 217.87 146.87; 190.85 45 32; 24
Tpuknabengason 359.04 274.07; 343.97 45 36; 27
Tpuknabengason cynbgoH 389 244.16; 309.9 55 28; 27
Tpuknabengason cynbdokeng 375 181; 212.86 35 40; 30
KetoTpuknabeHaason 326.3 117.6; 181.6 40 26; 12
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BanidauitiHa  xapakmepucmuka  MemoOUKU.
MigTBEpmKYtOUMN MeTon, OyB BanigoBaHUM y Bigno-
BigHOCTI 0o PiweHHs €pokomicii 2002/657/EC [14].
[MpoTarom npouenypu Banigauii BCTAHOBEHO Taki
napameTpu: cneumdiyHiCTb, CENEKTUBHICTb, TOYHICTb,
NiHINHICTb, BHYTPIiLIHA NabopaTopHa BiTBOPIOBAHICTb,
BUTAN, MexXa NpuiHATTS piwexHsa (CC ) Ta 3paTtHicTb
BusiBneHHs (CC).

CC, — mMexa pilleHHs, BULLE AKOI MOXHa MPUATK
[0 BUCHOBKY 3 iIMOBIPHICTIO MOMWIIKA 4, LLO 3pa3sokK €
HEBIQMOBIOHNM.

CCB — ue Hanme
PEYOBUHW, AKUIA M
BU3HAYUTU KiSTbKICH

BignosigHo Ao piwe
EC [14] noHaTTa Mexa B
BM3HAYEHHS OANSA 3anuLK
3 rpynuv JO3BONIEHNX PEYOB
PO3paxyHOK SKUX nposop,mb

CC,=C,p *+ 164 xS

CC,=CC,+1.64 xS o vt

JliHiMHICT BM3Ha4yanacb A
B AgianasoHi Big 5 oo 500 mkr/kr, RO Bapiau,il
(R?) craHoBMB HemeHLe 0.98, wo rapa YHICTb
KiflbKiCHOrO aHarnisy.

Bci ui mapameTpu Bu3Ha4Yanu npu np
OLUiHKA  MpuOatHOCTIi  MEeToguKM  Ans
KOHTpOmbHUX 3paskiB M'dca (Bcboro 160
SKi nonepeaHbO Oynu 4oO4aTKOBO MpoaHari3oBaHi
BiJCYTHICTb Yy HMX UINbOBOro aHanity. 36aray
aHanitoMm npoeogunu Ha pisHsax 0; 0.5, 1.0; 1.5
(BamigauinHoro piBHA) ANA  peqYoBUH, OIS SKK
BcTaHoBneHo MIP [14]. Pe4yoBuHM, Ons GKUX He
BcTaHoBneHo MP, BanigyBanucb Ha MeXy BUABMEHHS
3 piBHOBigganeHuMmn BigctaHamu. [docnigXeHHs
npoBoaunMca 2 OHi ABOMa onepaTtopamMu B M'STU
mMatpuusax (M’'A3M BENUKOI poraTtoi Xyaobu, CBUHEWN,
Kponis, pubu Ta nTuui).

BMICT AoCHigXyBaHOT
W, ineHTndikysatn abo
OBIPHICTIO NOXMOKK 3.
€spokomicii 2002/657/
HS, MeXa KifbKICHOro
MHapHuX npenaparis
HI Ha CC 1a CC,,

r, MRL

MOHEHTIB

y

Tabnuusa 3. KputunyHi koHueHTpauii CC_Tta CCB (mkr/kr) ang 6eH3nMi

OUuiHKy npuaaTHOCTI 3anpOnoOHOBaHOI METOAMKU
Ona aHanidy 3paskiB M'si3iB NpoBOAUIIM  METOAOM
“BBEEHO-3HaNgeH0”. TOYHICTb METOAMKIA OLiiHIOBanu
3a [0NOMOro cepefHbOCTaTUCTUYHOIO BiOXWUMEHHS
pesynbraTiB, OTPUMaHUX OAs KOXHOI KOHUeHTpauil
OeH3umigasoniB. BUTar BupaxoByBanu 3a KOHLEHTpa-
Li€el0 HaBaHTaXeHWX MEeBHOK KifbKiCTIO LisiboBaro
aHanity Ta nnowi  xpomatorpadiyHoro - niky
KoHTporbHMX 3paskiB. CC, Ta CC, pospaxosyBanu
3a rpagyloBaribHOK 3anexHicTio, NobyaoBaHOK Mpu
30arayeHHi pi3HMMM KOHLEHTpauisMu CcTaHgapTy
MaTpuLui 3rigHO MixxHapogHoro ctaHgapty ISO 11843
[18].

3rigHo  2002/657/EC  [14] npw  Banigauii
aHaniTMYyHMx MeTOAIB, pe3ynbratM  BBaXarTbCs
NpurHATHI, skwo CV  (koedpiuieHT Bapiauii) He

NnepeBuLLYE MEX BKa3aHux y Tabnuui 2 Ha pi3HMX
PiBHSIX.

B pesynbraTti npoBegeHnx AocnigakeHb 0ynv otpu-
MaHi BanigauivHi napameTpu ans pisHux b6eHsumiga-
3oniB (Tabn. 3,4).

PospaxoBaHi ctaHOapTHI BiOXWUIIEHHSA NMOBTOpPIOBA-
HOCTI Ta BiATBOPIOBAHOCTI METOAMKMW, @ TaKOX CTYNiHb
BUMYYEHHS MpPW BU3Ha4YeHHi OeH3MMenasonis Ha
Pi3HMX KanibpyBanbHNX piBHAX (Tabn. 4).

Tabnuus 2. BigteoptoBaHicTb (CV, %) Ans KinbKiCHOro
BM3HA4YeHHS OeH3nMmigasorniB Ha Pi3HMX KOHLIEHTpa-
LINHNX PIBHAX.

MacoBa 4yacTka BigTBoptoBaHictb CV (%)

. < 1 MKr/Kr *

1-10 MKr/kr 32*
10-100 mr/kr 23

-1000 MKr/Kr
1 mr/kr)

16

Mp - 1N MacoBMX YacTOK MeHLUMX Hixk 100 MKr/Kr 3acTocy-

BaHHA OopBiLa Aae HenpunycTUMO BUCOKI 3HA4YEHHS.

BeH3umigasonu

PiBeHb iHTepeciB

CcC

a

Anbbengason 100.0
deHbeHpason 50.0
dniobengason 50.0
JleBamison 10.0
KambeHngason 50.0
MebGeHpason 60.0
Mapabenpason 50.0
TiabeHgason 100.0
TpiknabeHpgason 225

111.66

105.8

114.52

234.2 248.71
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Tabnuusa 4. [oBTOPIOBaHICTb, BHYTPILIHS nabopaTopHa BiATBOPIOBaHICTb Ta CTyMiHb BUNy4deHHst (R) GeHsn-

MigasoniB.

BeH3umigasonu C, MKr/Kkr s, MKr/kr s, % SuR, MKr/Kr SuR, % R, %
AnbbeHaason 50.000 2.652 65X 2.652 5.8 101.9
100.000 2.673 2.7 2.673 2.7 101.1

150.000 2.680 1.8 2.894 1.9 100.8

deHbeHaason 25.000 1.809 7.2 1.809 7.2 102.6
50.000 1.831 S 1.855 3.7 101.4

75.000 1.839 2.5 2.052 2.7 101.0

dntobeHpason 25.000 2.309 9.2 2.309 9.2 103.5
0.000 2.377 4.8 2.394 4.8 100.5

.000 2.401 3.2 3.317 4.4 99.6

JleBamizon 1.232 24.6 1.232 24.6 104.5
1.218 12.2 1.268 12.7 105.7

1.213 8.1 1.274 8.5 106.1

KambeHaason 1.791 7.2 2.902 11.6 103.3

y 1.826 3.7 2.266 4.5 101.3

75.000 1.839 2.5 2.264 3.0 100.6

MebGeHaason 25.000 1.755 7.0 1.755 7.0 106.2
50. 1.821 3.6 2.068 4.1 101.6

75. 2.5 2.904 3.9 110.1

Mapabengason 25.000 .1 1.278 5.1 103.6
50.000 2.6 1.427 2.9 101.8

75.000 1.7 1.421 1.9 101.2

TiabeHpason 50.000 6.6 3.308 6.6 104.3
100.000 3.4 3.375 3.4 102.2

150.000 . 2.3 3.399 2.3 101.5

TpiknabeHaason 112.500 . 4.841 4.3 101.5
225.000 4.904 5.345 24 100.2

337.500 4.926 6.973 2.1 99.8

MpumiTtka. s — cTaHgapTHE BiAXUIMEHHS; S — BiQHOCHE cTaHAaa
nabopaTopHOI BiATBOPIOBAHOCTI; S, . — KoedillieHT Bapiauii BiATBO

Ak BUOHO 3 gaHux Tabnuui 4, Nnpy aHanisi 3paskis
M’'sica 3 KOHLUeHTpaujieto 6eH3umigasoniB Big 25 0o
150 MKr/Kr CTyniHb BWITYYEHHS CTaHOBUTL Big 99.6
0o 110.1%, wo BignoBigae BMMOraM HOPMAaTUBHMX
AokymeHTiB 2002/657/EC, (B mexax 80 — 110 %) [14].
KoegiuieHT Bapiauil BigTBOPHOBAHOCTI pe3ynbraTiB
aHarnisy BMicTy 6eH3MMIiga3oniB y M’Ci TBAPUH TaKOX
3HaXOAMBCHA B Mexax MPUAHATHMX 3HayeHb, SKi He
NOBUHHI nepeBuLLyBaTh 23 %, a Ha piBHsX iHTepeciB 50
Ta 100 MKI/Kr Len nokasHuK OyB 4OCTAaTHbO HU3BKUM,
i HaBiTb He nepesuwyBaB 10%, 3a BUKMOYEHHAM
neeami3ony, Ans Akoro Ha piBHi 10 MKr/kr BiH cknaB
12.7%, WO BKa3ye Ha [OCTaTHO MPEeLM3ifiHICTb
AaHOro METOAY.

3 OTpUMMaHMX AaHUX MOXHa 3pOoOUTU BUCHOBOK,
WO BCi pe3ynbratv, OAepXXaHi Mpu pPO3paxyHKy
BiATBOPKOBAHOCTI Ta NOBTOPIOBAHOCTI MNPV BU3HAYEHHI
OGeH3nmigasoniB, BXOAATb Yy AOMYCTUMI MeXi 3rigHo
piweHHs €C 657/2002 Ha pisHMX piBHSX Banigauii [14].
Mpn Banigauii METOOUKN BMU3HAYEHHSA 3arULLKOBOro

NeHHs, %; S, -CTaHAapTHE BiAXWIIEHHS BHYTPILUHBO-
i %.

BMI NMigasorniB y M'Aci NPOAYKTUBHUX TBapUH
BCTaH O BUKOPUCTaAHHSA HagemeKTUBHOI
piavH mMatorpadil — TaHAEMHOI Mac-CrneKkTpo-
meTpii  (PX-MC/MC) posBonsie ogepXyBatu [AaHi
BMCOKOT TOY

645 3paskiB LiT TBApWHHOIO MOXOOXKEHHS
(v’aca cBuHen KOi poratoi  xygobw, nTuui
B1IA BMIiCT OeH3uMigasonis:
Ta nesawmisony. Npu
npo® Mm'sica CBUHEWN
305y Y KOHUeHTpauil

LlbOMY BCTaHOBJEHO,
MICTUNN  3anULLKN  aWBo
Hwk4ye 50% MOP, 2 'sca BENUKOI poratoi
Xygobu mictunu 3anu HAa3ony Ha piBHi 20
—40% MIOP, y M’aci pybu YacTile BUABNANM 3anmLKu
eHbeHaasony Ta eBami3ony, ane B KiNbKOCTSX,
qaKi He nepesuwyBanun MOP. Takum 4mHOM, BuULLE
BUKMNadeHi  pesynbrat¥  OOCNIOKEeHb  MokKasanu
HeoOXigHICTb PO3LUMPEHHST Aiana3oHy OOCHiLKEeHb
6eH3uMigasonis.

38 © Methods and objects of chemical analysis, 2021, Vol. 16, No. 1, 32-40



OujiHka npugaTtHocTi MeTogy npu 3actocyBaHHi QUEChERS nigxoay Ans BU3Ha4YeHHS 3anuiukiB 6eH31migasonis y M'aci TBapuH

3aknoyeHHa

[MpoBedeHo oOuiHIOBaHHA MpUAATHOCTI  MeTony
HageMEeKTMBHOI pigMHHOI Xpomatorpadii — TaHAEMHOI
Mac-CrneKTpoMETpil, BCTaHOBMNEHO napameTpu
MC/MC petekTyBaHHS i BU3HA4YE€HO MOro BasnigawiviHi
XapaKTEPUCTUKN Afsi aHanidy 3arnuLIKOBOro BMICTY
OeH3umigasoniB y M'ACi  MPOAYKTUBHWUX TBapUH.
PospobneHa meToouka €  BMCOKOCMELMAIYHOL0,
NpPakTUYHOLO, YHiBepcarnbHO n BianoBigae
BUMoram €ponericbkoi  aupektusn 2002/657/EC.

MpobonigrotoBka QUECRERS 6yna anpoboBaHa

npu BU3HA4YEHHI Oe 3oniB 6e3 [popaTtkoBoOl
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