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IHCTUTYT FIMEHW TA EKO/10rMT HALJIOHA/TbHOMO MEANYHOIO YHIBEPCUTETY
IMEHI O. O. BOrOMO/1bLS, KMIB

3ACTOCYBAHHS METO/JY PIIMHHOI XPOMATOTI PA®II
3 MAC-CIIEKTPOMETPUYHUM JETEKTYBAHHAM /151 BUBHAYEHHSA
JUKBATY B OJIIMHUX KY/IBTYPAX

Bcmyn. Y cmammi BUK/1a0eHO HayKose 06IpyHmMyBaHHs1 BUGOPY MemMody, po3po6Ky yMOB Mpo6orid20mosKU
3epHa Col, HaCiHHSI COHSIWHUKY i pifaky, sikicHoi ioeHmucdbikayii ma Ki/ibKicHo20 BU3Ha4YeHHS 8 YUX Mampuysix 8UCO-
KOIMO/ISIPHO20 2epbiyudy duksamy, Wo BX0OUMb 00 cucmeM 3axucmy Ci/lb.CbKO20Crno0apChbKuX Ky/ibmyp.

Mema 00c1idXeHHs1 — Po3pobumu MemMoOUKy BUSHaYEHHS1 OUKBamy 8 3epHi COI, HaCiHHI COHSIWHUKY I pinaxy
3 MeXero Ki/ibKicHo20 Bu3Ha4eHHs1 0,01 me/ka.

Memoodu docidxeHHs. XpomamoepachidHuli aHasi3 nposoousiu Ha PiOUHHOMY xpomamoepadpi thipmu “LLu-
mao3y” (SnoHisi) 3 nrompitiHum KBaopynosibHUM Mac-CriekmpoMempu4yHUM 0emekmopoM. Mac-crnekmpomMempuyHe
demekmyBaHHS1 3a YMOB peecmpyBaHHs MHOXUHHUX peakyili npu ioHizayii 3a 00romMo20r e/1lekmpocrpesi 8 rnosu-
MUBHOMY pexxumi 8i06YyBasiocs Mic/is XpoMamozpaghidHo20 po30isieHHs Ha Kos1oHyi Kinetex HILIC. lMpasu/ibHicms
i MOYHICMb BU3HAYEHHS1 00C/1IOXYBaHOI CO/IyKU B MPO6ax Ci/lbCbKO20CrN00apChKUX Ky/Ibmyp rnepesipsi/iu Memooom
“BHeCeHO — 3HalioeHo”. [l11 cmamucmu4Hol 06po6KU pe3y/ibmamis BUKOPUCMOBYBa/IU Nakem cmamucmuy4HUX
npozpam IBM SPSS StatisticsBase v.22 ma MS Excel.

Pe3ynbmamu Ui 062080peHHs. Memoouka OCHOBaHa Ha ekcmpakyii OukBamy MiOKUC/IEHOK CyMILULWIIO Me-
maHos1y 3 B0OOI0 I3 3acmocyBaHHsIM cmadil HagpisaHHs1. Po3pobsieHi onmuMasibHi yMosU rpo6ornid2omosKuU 3epHa
COI, HaCIiHHS1 COHSIWHUKY I pinaky, xpomMamozapachidHo20 po30i/ieHHs Ha 2i0pohi/ibHIl (HoOpMasibHO-¢ha308ili) KO/I0H-
Ui ma KifibKicHo20 BUMIPHOBaHHS OUKBamy 3 BUKOPUCMAHHSIM Mac-CrieKmpoMempuyHo20 0emekmysaHHs1 3abesrie-
4YI0Mb BU3HaYEHHS1 aHas1i308aHOI CriosTyKU 3 MEXEN0 Ki/lbKiCHO20 BU3HadeHHs1 0,01 mMa/ka 3 HeOBXIOHOH rpasu/ibHic-
mio (Ha pisHi 8i0 70 do 120 %) i moyHicmio (RSD <20 %).

BucHoBoK. Po3pobrieHa Memoouka BUSHa4YeHHs1 OUKBamy 8 3ePHI COI, HACIHHI COHAWHUKY i pinaky Memooom
PIOUHHOT Xpomamozpadpii 3 Mac-crieKmpomMempuYHUM 0emeKmyBsaHHsIM € BUCOKOYYM/IUBOI ma A03B80/151€ KOHMPO-
JI08amMUuU BCMaHoB/1eHi 2i2ieHiYHi HopMamusu, ompumMysamu 00CMOBIPHY | pernpeseHmamusHy iHghopmayiro uooo
BsMicmy 3a/1UWIKOBUX Ki/lbkocmel necmuyuodis, Wo € HEOBXIOHOK nepedyMOBOK OUIHKU PU3UKY 3aCmOCyBaHHS Xi-
MIYHUX 3ac06iB8 3axucmy pOC/IUH.

KNKOYOBI C/TOBA: aukBart; oniiiHi Ky/bTypu; MeXa KiflbKicHOro BU3HaueHHs; piguHHa xpomaTtorpadis
3 Mac-CrneKTPOMeTPUYHUM AeTEeKTYBaHHAM.

BCTYI. AunnipnannoBuii repbiumg gmkeat
LLUIMPOKO BUKOPUCTOBYHOTHL Y BCbOMY CBITi NOHaz
50 pokiB. [unKBaT — HECENEKTUBHUIN KOHTAKTHWIA
rep6iuma, sIKMin 3acCToCOoBYIOTb A1 AeCUKaLlii Ky b-
TYPHVX POC/IVH 3 METOHO NMPUCKOPEHHSA AOCTUrAHHS,
LUBMAKOrO NiACYLIYBaHHA POC/IMHHOI TKaHWHKU Ta
noserieHHsi 36opy Bpoxato. B YkpaiHi 4o3Bo/1EHO
BMKOpUCTOBYBaTK GinbLue 40 npenapariB Ha OCHO-
Bi LLIET CNO/YKMN 415 3aXMCTY COHSILLHUKY, pinaky, coi
Ta iHWKX KynbTyp [1]. 4158 BU3HAYEHHS B CiNIbCbKO-
rOCrnofapChbKNX KynsTypax 3a/IMLLKOBUX KiNlbKOCTel
OVKBaTy 3aTBepKEHO BiAMOBIAHI METOAMNYHI BKa-
3iBKU.

© O. M. KopLuyH, H. M. BaueHko, [l. C. Minoxos, A. A. bopu-
ceHko, C. T. Omenbuyk, 2023.

apmoHi3aLlisi BITYM3HAHMX HOPMAaTVMBIB NECTU-
LnaiB y CinbCbKorocnogapcbkiii npoayKuii 3 eBpo-
nencukrMK Bee YacTille Bumarae BisbLL Yy T/IMBMX
METOAUK BU3HAYEHHS [i04MX PEHOBUH Npenaparis,
4Oro JOCAratoTh LUISXOM YA0CKOHaIEHHS MiAX04iB
[0 BU3HAYEHHS TX 3a/TMLLIKOBMX KifTbKOCTEN Y Pi3HMX
MaTpuusx. BigCcyTHICTb 3aTBEpAKEHUX B YKpaiHi
METOAMK BU3HAYEHHS AUKBATY B 3€PHI COI, HACIHHI
COHSILLIHUMKY | pinaky 3 MeXel KifIbKiCHOro BU3Ha-
yeHHs 0,01 mr/kr 3ymoBuia noTpeody B X po3po6buyj,
LLIO CTa/10 METOHO HaLLoi poboTH.

METOAV AOCNIOI>KEHHA. 4n1a npuroTysaHHA
BMXi[LHOrO CTaHAAPTHOro PO34UHY AMKBATY 3 KOH-
ueHTpauieto 100 mkr/mn (y AeioHi3oBaHili Bofj)

OPUTTHAJIBHI JOC/II>KEHHA
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BMKOPWCTOBYBa/IM aHaliTUYHWIA CTaHAAPT AWKBaT
Avépomia moHorigparty (“Syngenta”) 94,1 % uncTo-
™ (Tabn. 1) [2]. LUnaxom nocnifoBHOTO po3BeieHHs
[eioHI30BaHOo BOAOK BUXIAHOMO pO34MHY roTyBa-
1 po60oUi PO34MHU, SKi 3aCTOCOBYBaUIN A1 NPUTO-
TyBaHHS rpalytoBasibHUX PO3UMHIB Ta KOHTPOJTbHUX
PO34MHIB AMKBATY B EKCTPaKTaxX 3epHa COoi, HaCiHHSA
COHSILLHUKY i pinaky, a Takox A/19 BHECEHHS B MO-
[OenbHi npobu 3a3HavYeHX Ci/IbCbKOrocnoaapcbkmx
Ky/ibTYp 3 METOH NepeBipkv NPaBWIbHOCTI 11 TOY-
HOCTi METOAVKN BU3HAYEHHSA. Mpu NpuUrotysBaHHi
PO34YMHIB AUKBATY i B XOAi Npo6oniAroTOBKM BUKO-
pVCTOBYBa/IN NIACTUKOBUIA NOCYA, W06 3anobirtu
B3aEMO/Ii CNOJYKU 3i CKNAHUMU NOBEPXHAMM [3].
Y pocnigpkeHHi 6yno BMKOPUCTAHO PiAVHHWIA
Xpomarorpadd, CyMiCH/iA 3 NOTPIHUM KBaAPYNOSIb-
HUM Mac-CNeKTPOMETPUYHUM AeTeKTopoM Shi-
madzu LCMS-8050. Mac-cnekTpoMeTpuyHe aeTek-
TYBaHHS 3a YMOB PEECTPYBAHHA MHOXUHHUNX peak-
uin (MRM) npu ioHi3auii 3a LONOMOroK efiekTpo-
cnpes (ESI) B N03nTUBHOMY pexuMi BifoyBasiocs

nicns xpoMarorpagivyHoro po3aiieHHs Ha KOMOHL
Kinetex® 2.6 pm HILIC 100 A (100x2,1 mm). O6-
POGKY OTPMMaHNX AaHKX MPOBOAM/IM 38 AONOMOro
nporpamu “LCMS solution”.

MpaBUNBHICTb | TOYHICTbL BU3HAYEHHSA O0C/Ii-
[>KyBaHOI Cnosiyku B npobax CisibCbkorocnogap-
CbKUX Ky/bTYp MepeBipsann MeToLoM “BHECEHO —
3HaligeHo”. |geHTudikaujiio agukBaTy B eKCTpakTax
npo6 NpoBOAW/IM 3a YacOM YTPUMYBaHHA Ta 3Ha-
YEHHSIM M/Z XapaKTepuCTUYHUX iOHIB AVKBaTYy B
rpagyroBasibHUX PO3yYMHaX, KiflbKiCHE BU3HAYEHHS
3AiicHIOBa/IM METOA0M abCoNTHOrO rpagyto-
BaHHS.

CraTtnctnuHy 06po6Ky pesysbTaTis NpoBoAN/Iv
3 BUKOPWCTaHHAM NakeTa CTaTUCTUYHMX nporpam
IBM SPSS StatisticsBase v.22 ta MS Excel. Mpu
CTaTUCTUYHOMY aHani3i OTPUMaHMX AaHUX BUKOPKC-
TaHO JeCKPUNTMBHY CTATUCTUKY, KOPeNaUiinHuii Ta
perpecinHuin aHanian. 3Ha4MMIiCTb OTPUMAHMNX
PiBHAHb perpecii nepesipann 3a F-ctaTtncTukor
Piepa.

Tabnuua 1 — 3aranbHa iHthopmauiis npo gukear

Ha3sa crosnyku dopmyna MonekynapHa maca CAS RN
[Jvikeat gnbpomig, — — — 344,1 85-00-7
9,10-0ueiopo-8a,10a-diasoHiache- \ / \ /
HaHmpeH du6pomid (IUPAC) + *

\__/ 2Br
Cp,H1,BILN,

[Jviksar amépomig MoHorigpart C,,H;,BrN, - H,O 362,1 6385-62-2
[vksaT-ioH (avkear) C,HN, 184,2 2764-72-9

PE3Y/IETATV A OBFOBOPEHHSA. insa focsr-
HEeHHsi MeTn By/10 HeobXigHO obpaTn MeTog, pos-
pOGUTM YMOBWU SIKICHOT ifeHTUdiKawii Ta KiflbkicHOro
BU3HAUYEHHSA OMKBaTy, a TakoX yMOBMW MNiArOTOBKM
3paskKiB CifIbCbKOrOCNoAapChbkuX KynsTyp A0 aHa-
nisy.

3rigHo i3 3aTBepoKeHMY B YKpaiHi MeToany-
HVMUW BKasiBKaMu, MeXi KifIbKICHOro BM3HaUYeHHs
AvKBaTy cnekTpohOTOMETPUYHUM METOLOM CTa-
HOBNATb: Y HACiHHI pinaky — 0,4 Mr/Kr, y 3epHi coi —
0,2 a60 0,25 mr/kr [4, 5]. TO6TO YyTAMBICTb OILLili-
HVX METOAVK, SIKi € 6aratocTagiiHuMu | TPY4OMICT-
KUMK Y BUKOHAHHI, HypK4a 3a HeobxigHy B 2040 pasis.

®i3nKo-XiMiYHI BNaCTUBOCTI AVKBAT Anbpomigy,
a came BMCOKa PO34YMHHICTb Y BOAi (718 r/n npu
20 °C), HU3bKWIA KoediLieHT po3noginy H-okTaHos/
Boga (Log P=-4,6 npn 20 °C, pH 7), 3yMOBNEHiI i0ro
HasIEXHICTIO [0 BMCOKOMOMAPHUX cronyk [2]. Bu-
coKa MOJIAPHICTb | KaTiOHHWI XapakTep AUKBaTy
NPV3BOAATL [0 3HAYHOT B3aEMOZIT 3 PI3HUMM MO-
BEPXHAMM Ta MaTPULAMMU, LLIO YCKaAHIOE NpoLiecH
eKCTpakuji, po3aineHHs i Bu3HayeHHs [3]. OgHak €
aHaTITUYHI METOAMKN BU3HAYEHHS BUCOKOMOIAPHUX
necTUumaiB, y TOMy YAC/i HETBEPTUHHMX aMOHIEBUX
repbiunais (Nnapakeary, AUKBaTy, XJIOPMeKBaTy Ta

MenikBary), 3 BUKOPUCTaHHAM PIgUHHOT XpoMaTo-
rpadii (3 pisHMMN MexaHisMamun pPo3aineHHs) 3
Mac-CrneKkTPOMETPUYHNM AeTeKTyBaHHAM [3, 6-8].
ToMy 419 BUKOHAHHSA 3aBAAHHSA aHa/TITUYHOTO BU-
3HaYeHHs AMKBATY i3 3a3Ha4YeHVIM piBHEM Yy T/IMBOC-
Ti MU 3yNUHUNNCA HA METOAI PiAVHHOT XpoMaTtorpa-
hii 3 BUKOpUCTaHHSAM NOTPIHOIO KBaAPYNObHOIO
Mac-crnekTpomMmeTpuyHoro getektopa (PX-MC/MC).

3a ,onoMoroto doyHKLT onTMi3aii napamMeTpis
MRM 3 BUKOPUCTaHHSM POOGOUMX PO3YUHIB AMKBATY
6yn10 aBTOMATMYHO ONTUMI30BAHO MacOBi NEPEXO-
an MRM i cneundpivHi onia avkearty napameTpu
Mac-cnekTpometpa (Tabn. 2). Ans AeTeKTyBaHHs
obpaHo gga nepexoan MRM: nepwwii (183>157)
€ Bi/IbLL IHTEHCMBHUM, 32 HUM NPOBEAEHO Ki/TbKICHI
po3paxyHku; apyruii (183>130) BMKOpucTaHo Ans
NigTBEPLKEHHS.

MonepepHi JocnimpKeHHs nepegdadany BUNpo-
OGyBaHHSA [ABOX aHa/liTUYHUX KOSTOHOK 3 PI3HUMM
MexaHi3amamMy po3gineHHsA: ob6epHeHo-(ha3oBoi
Raptor™ Biphenyl 2,7 pm (100%2,1 mm) Ta rigpo-
thisibHOI (HopmanbHO-tha3osol) Kinetex® 2,6 ym
HILIC 100 A (100x2,1 mm). Lli KonoHkw 6yo npo-
TeCTOBaHO 3 KiJlbkoMa Pi3HUMU pyXOMUMU hasamu,
LLIO MICTW/IM QLETOHITPWI, METaHO/ | BOAHI PO3UMHU
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ouTOBOI abo MypaLUUHOT KACMOTKU, hopmiar uu
auerar amoHit0. KO/ToOHK/ BUKOPUCTOBYBaIN 3 ypa-
XYBaHHAM iX NpUAATHOCTI 40 NEBHUX YMOB €KC-
nnyarauii. Ak i ovikyBasnocs, kpatle yTpumMyBaHHs/
po34iNeHHs AnKBaTy crnocTepirann npu 3acTtocy-

BaHHI rigpodinbHol xpomatorpaddii. OnTuMasbHi
ymoBu metogy PX-MC/MC HaBefeHo B Tabnuui 3.
3a HaBe[leHVX YMOB XpomarorpadiivyHoro posgisieH-
HA Yac yTpMMyBaHHA AukBaTty ctaHoBuUTb 1,60—
1,72 xB.

Tabnmus 2 — YMOBM peecTpyBaHHs! MHOXUHHUX peakLiii AuKBaTy

Pexum ioHizaui I'IpeKyr?q(/:;)p-mH, ﬂpo,ur,T):;<ZT-|0H, Q1 Pre Bias, V Collision e\r}ergy (CB), Q3 Pre Bias, V
Mo3UTUBHWUI 183,0 157,0 -12,0 -21,0 -27,0
130,0 -12,0 -34,0 -22,0
Tabnuusa 3 — MapameTpu aHanisy guksaTty
YMoBa xpomarorpadyBaHHs
PignHHMin xpomatorpad Nexera X2

XpomarorpadiivyHa KoMoHka

Kinetex® 2,6 um HILIC 100 A (100x2,1 mm)

Pyxoma thasa (i3okparuka)

20 MM amoHito hopmiaTty y BOAi 3 A0AaBaHHAM
MypaLLUVHOT Kucnotu+aueToHiTpun (80+20, 06+06)

O6’emMHa BUTpaTa pyxomai dpasu 0,3 Mn/xB
Temneparypa TepMocTara KO/10HKN 35°C
0O6’eM, LW xpomaTorpadyeTbcs 5 MKN

YMoBa Mac-CnekTpoOMETPUYHOIO AeTEKTYBaHHSA

[JetekTop Shimadzu LCMS-8050 (noTpiiiHnii kKBagpynosb)
Pexm ioHizauii EnekTpocnpeli ioHizauis y no3uTtuBHomy pexumi (ESI+)
Hanpyra enektpocnpest 4 kB

Yac 3atpumku (Dwell time) 50 mc

Temneparypa iHTepdelicy 350 °C

Temneparypa niHii geconbsartadii 200 °C

Temnepatypa 6/10Ky Harpisadis 300 °C

O6’eMHa B/ATPaTa Po3nNusIYO0ro rasy (asor) 3,0 mn/xB

O6’emHa BUTpaTa nigirpisanibHoro rasy (nosiTps) 10,0 mn/xs

O6’eMHa BMTpaTa BMCYLLIYBa/IbHOIO rasy (a3or) 10,0 mn/xB

CID ras (aproH) 270 klMa

Ha OCHOBI KOHTPOJ/IbHOTO EKCTPAaKTY KOXHOT
MatpuLi roTyBann N'ATb rpasytoBasibHUX PO3YMHIB
OVKBaTy; 34iiCHIOBaIM XpoMaTtorpacdivyHnii aHanis
KOXHOIO rpajlytoBasibHOro posvmHy 3 pasu 1a 6y-
AyBa/M ON1s1 KOXKHOI MaTpuui rpaduik 3a/1exHoCTi
naowi XxpomartorpadiyHoro nika crnosyku Bif, KOH-
LeHTpauil. 4nsa BCiX AOCNIMKYBaHUX MaTpuLb i-
HIHWIA fliana3oH AETEKTYBaHHA AMKBaTy nepebyBas
y AianasoHi Big 0,0025 o 0,05 Hr; koeduilieHTn
Kopensuii ctaHoBuan 0,9999; rpagytoBasibHi 3a-
NEXHOCTi ONMcaHo PIBHAHHSMM MiHIHOT perpecil.

CyyacH/M MeToA0M NPo60oNiAroTOBKM i IHCTPY-
MEHTa/IbHOT0 BU3HA4YEHHS BUCOKOMOAPHNX CMOMYK
y NPOAYKTax POC/IMHHOIO MOXOMKEHHS, a caMme:
hpyKTax, oBovax, 3epHOBMX Ta 6060BUX KyNbTypax,
ropixax, HaciHHi OniHWX KynbTyp, Megj, € MeTop,
QuPPe-PO-Method, sikuin po3pobuna €sponeir-
Cbka pedhepeHc-naboparopis Ansi necTuumais, Wo
NoTPe6YTb METOAIB OKPEMOIO BU3HAYEHHS 3aUTULL-
Ky (EURL-SRM) [9]. AaHuii meToA MICTUTb BapiaHT
Npoo6oniAroToBKN 3epHOBUX Ta 6GOO0BUX KYNLTYP,
rOpIiXiB i HACIHHA ONIMHNX KyNbTYp (Came Leli Bapi-
aHT MM B351/11 3@ OCHOBY) Ta Ma€e 0CO6/IMBOCTI AN
BM3HAYEHHS HaOINbLL NONAPHUX CNOMYK — AUKBA-
Ty i NapakBaty (TakoX BpaxoBaHO B HALLUX AOC/i-

[KeHHsX). OcTaTouHuUiA BapiaHT NpPo6OoNiAroToBKN
HaBef,eHO Ha CXemi.

Xpomartorpamu mogenbHux Npo6 (Ha npuknagi
3epHa col) HaBefEeHO Ha PUCYHKY.

OnTuMasibHi yMOBM NPO6ONIAroTOBKKU, XpoMa-
TOorpaduivHOro po3aifieHHs Ta Mac-CnekTpoMeTpuyY-
HOro leTEKTYBaHHSA NMOK/1aeHO B OCHOBY METOANY-
HMX BKa3iBOK 3 BM3HAYeHHSA AVKBATY B 3epHi COi,
HaCIHHI COHSALLHMKY | pinaky 3 MeXer KilbKICHOro
BM3HAYEHHA ANs KOoxHOI matpuui 0,01 mr/kr. Ha
OCHOBI AOoCHiMpKeHb NPo6 i3 BHECEHHAM AMKBaTY
Ha piBHAX 0,01 Ta 0,02 mr/kr 6yn10 BCTAHOB/EHO,
LLLO po3pobrieHa MeToAuKa 3abe3nedvye BU3HaueH-
Hs1 aHaU1i30BaHOI CMOMYKN 3 HEOOXiAHO NpaBU/b-
HicTo (Ha piBHI Big 70 o 120 %) i TOYHICTHO
(RSD <20 %) [10].

BVICHOBKW. 1. Po3po6reHa meToayka BU3Ha-
YEHHS AMKBATY B 3€PHi COi, HACIHHI COHSLLIHUKY i
pinaky meToaoMm pPigUHHOT XpomaTtorpaddii 3
Mac-CnekTPOMETPUYHNUM [LETEKTYBaHHSAM € BUCO-
KOUYT/IMBOIO Ta LO3BOSISE KOHTPOIOBATN BCTAHOB-
NeHi ririeHivHi HopmaTtmsu.

2. YNpoBamKeHHs1 po3p0obneHoi METOANKN Y
NpakTu1Ky PO60TW YCTaHOB [epXnpoacnoXmBCyXOu

OPUTTHAJIBHI JOC/II>KEHHA
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HaBaxky ((5,0+0,1) r) nogpibHeHOI cyxoi npobu NOMICTUTK Yy NNACTUKOBY
LEHTPUAYKHY NPOBIpKY MICTKICTIO 50 M

[ Jopatn 10 mn aeioHi30BaHOT BOAW, 3aKPUTW KPULLKOK, CTPYCUTU BPYUHY. }

Jopgatn 10 mn cymiwi metaHon+0,5 M BOAHWI PO34YMH X/TOPOBOAHEBOT KNC/10TK
(06+06), 3aKPUTK KPULLKOID, CTRYCUTN BPYUHY

U

Mepemiwatn 3i wBmakicTio 3000 06./xB ynpoaoBx 1 XB

U

Butpumaty npotarom 30 xB Ha BoAsHI 6aHi npu 80 °C

U

[ MepemiwaTtn 3i wengkictio 3000 06./xB ynpoaosx 1 xB8 ]
e N
OxonoguTn 40 KIMHATHOI TeMnepaTypu.

ButprmaTn npotarom 2 rof y MOpo3usbHili kamepi npu temnepaTtypi -18 °C
\ y,
( )
LleHTpudbyrysatu npu yactoTi o6epTaHHs poTopa 6000 06./xB ynpoaoBX 5 XB
. J

N

BigidbpaTn 2 M1 eKCTpakTy 3a 4ONOMOroK Ao3artopa Ta NepeHecTn y naacTukKoBy
LEeHTPUdIYXHY Npo6ipKy MICTKICTIO 15 M, B siky nonepefHbL0 BHeceHo 100 mr
cop6eHTy C18 Ta 2 M/l aueToHITpuny

U

3akpuTu KpULLIKOK Ta nepemiwaty 3i wenakicTio 3000 06./xB ynpogoBx 1 XB
LleHTpudpyrysatu npu yactoTi o6epTaHHa poTtopa 6000 06./xB NpoTarom 5 xB
e N
BiagineTpyBatu cynepHaTaHT y LLeHTpUdYXHY NPo6ipKy MiCTKiCTio 15 M vepes
L MeMOpaHHMIA oiNbTP 3a AONOMOrOoH LWnpula )
AHanizyBatn metogom PX-MC/MC

Cxema. MpoboniarotoBka 3epHa Coi, HACIHHA COHSALLHKKY Ta pinaky A0 aHasi3y Ha BMICT AuKBaTy.
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Puc. Xpomatorpamu: a — eKCTpakTy KOHTPOJIbHOI Npobu 3epHa col; 6 — rpagytoBasibHOr0 Po3yvHy AMKBaTy 3 MacOBO
KOHLUeHTpauieto 0,005 MKr/m B eKCTPaKTi KOHTPO/IbHOT MPO6K 3epHa COoi; B — EKCTPaKTy NPo6u 3epHa Coi 3 BHECEHHAM AVKBa-
Ty 0,01 Mr/Kr; T — eKCTpakTy npobu 3epHa coi 3 BHeCeHHAM anksaTy 0,02 mr/kr.
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correctness of measurements in the control of the content

0. M. Korshun, N. M. Vashchenko, D. S. Milokhov, A. A. Borysenko, S. T. Omelchuk
INSTITUTE OF HYGIENE AND ECOLOGY OF O. BOHOMOLETS NATIONAL MEDICAL UNIVERSITY, KYIV

APPLICATION OF THE METHOD OF LIQUID CHROMATOGRAPHY WITH MASS
SPECTROMETRY DETECTION FOR THE DETERMINATION OF DIQUATE
IN OIL CULTURES

Summary

Introduction. The article describes the scientific rationale for the choice of method, development of conditions
for sample preparation of soybean, sunflower and rapeseed seeds, qualitative identification and quantification de-
termination in these matrices of the highly polar herbicide diquat, which is part of crop protection systems.

The aim of the study — to develop methods for the determination of diquat in soybeans, sunflower seeds and
rapeseed with the limit of quantitative determination 0.01 mg/kg.

Research Methods. Chromatographic analysis was performed by Shimazu (Japan) liquid chromatograph using
the triple quadrupole mass spectrometer. Mass spectrometric detection upon multiple reaction recording (MRM)
conditions with electrospray ionization (ESI) in positive mode occurred after chromatographic separation on a Kine-
tex HILIC column. The correctness and accuracy of the determination of the investigated compound in samples of
agricultural crops were checked by the "introduced-found" method. The package of IBM SPSS StatisticsBase v.22
and MS Exel statistical programs was used for statistical processing of results.

Results and Discussion. The method is based on extraction with an acidified methanol-water mixture with the
application of an heating step. Optimal conditions for sample preparation of soybean, sunflower and rapeseed seeds,
chromatographic separation on a hydrophilic (normal-phase) column, and quantitative measurement of diquat using
tri-quadrupole mass spectrometric detection were developed to provide the determination of the analyzed compound
with a limit of quantification determination of 0.01 mg/kg with the required precision (on levels from 70 to 120 %)
and accuracy (RSD<20 %).

Conclusions. Developed method for determination diquat in soybeans, sunflower seeds and rapeseed by liquid
chromatograph using the triple quadrupole mass spectrometer allow to control the established hygienic standards,
to obtain representative information on the content of pesticide residues, which is a prerequisite for risk assessment
of plant protection products.

KEY WORDS: diquat; oil cultures; limit of quantification; liquid chromatograph using the triple quadrupole
mass spectrometer.
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