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BBICTPHIi CKPUHUHT U ONPEJEJEHUE HEOHUKOTUHOMIHBIX
WHCEKTUIMAI0B B BOJIE METOIOM YJIbTPABBICOKOD®®EKTUBHOM
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MACC-CIIEKTPOMETPUU BBICOKOI'O PASPELHLIEHU A
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IIpennoxeHbl ObICTPBIA CKPUHUHI U ONPEASIEHUE CEMU HEOHUKOTHMHOMIHBIX MHCEKTULUJIOB B IIPH-
POMHOI M MUTHEBOW BOJie O€3 MPOOOIOArOTOBKH (alleTaMUIIpU/Ia, AMHOTE(ypaHa, UMHUIAKIONPH/IA,
KJIOTHAaHUMHA, HUTEHITNPaMa, THAKJIONpPUIa U THAMETOKCaMa) METOIOM YIIBTPaBBICOKOI((HEKTHBHON
JKHIKOCTHON Xpomarorpadi,/KBapyIiolib-BPEeMSIIPOICTHON Macc-CIIEKTPOMETPHH BBICOKOTO paspe-
IICHUs. YCTaHOBJIEH HE3HAUMTENIbHBIN MAaTPUUHbIA 3((EKT 0T KOMIIOHEHTOB MPOO MPUPOIHON BOABL
IpennoxkeHo aBa BapuaHTa ONpeAeNIeH s HEOHUKOTUHOUIOB B BOZIE: METOAOM CTAHIAPTHOM 100aBKH 1
C WCIOJB30BAHUEM pagyupoBodHOro rpaduka. [Ipenens obHapyxkenus coctaBuwin 0,01 — 1 ur/mi,
JIMAITA30HBI OPEIETAEMBIX COIEPKAHMA HEOHMKOTUHOMIOB — 0,04 — 50(100) ur/mit. OTHOCUTENBHOE
CTaHAAPTHOE OTKJIIOHEHHE PEe3yNIbTaTOB aHak3a He npeBbimao 0,15, mMpoaomKUTeIbHOCTh aHaH3a —
10— 15 muH.

KuiroueBbie ciioBa: yibTpaBbIcOKO3(DPEKTHBHAS )KUIKOCTHAS XpOMATOrpadusi; BpeMSIIpOJIeTHAs Macc-

CIIEKTPOMETPHA BBICOKOIO PAa3spCIICHUA; aHAIN3 IMPUPOJAHBIX BOA; HCOHMKOTHHOUIHBIC MHCCKTUIIU/BI.

HeonnkoTuHOMIBI — 3TO HOBBIM KJIacC HMHCEKTHIUIOB,
KOTOpBIE MOJIYYWIH IIHPOKOE PAaCHpOCTpaHEHHE B Cellb-
CKOM XO3HCTBE I MPOTPABIUBAHMS CaJOBBIX U IOJIE-
BBIX KYyJIBTYp, 00padoTku mous. CHUCOK pa3pelieHHbIX K
MIPUMEHEHHUIO MHCEKTULIUOB 3TOM rpynnsl B Poccuiickoi
Denepannu Brirouaet 6osee 30 npenapaTUBHBIX (OPM Ha
OCHOBE TSITH JIEHCTBYIOIIMX BEIIECTB: UMHIAKIONPHIA,
THAKJIONPUJA, THAMETOKCaMa, alleTHIMUIPUAA U KIIOTHA-
HunuHA (I'ocyapCTBEHHBIHN KaTanor NecTULUA0B U arpo-
xuMmuKatoB, 2013). B HacTosimee BpeMs MX UCIONB3YIOT
KaK B KQ4YeCTBE MHIMBUIYIbHBIX MIPETapaToB, TaK U B CO-
CTaBe KOMOMHHUPOBAHHBIX HMHCEKTHLUAOB [1]. HecMorps
Ha BBICOKYIO CIIOCOOHOCTh K METa0ONM3alid B Opra-
HI3ME HACEKOMBIX M 00BEKTaX OKPY’)KaIOIIeH cperbl, He-
OHUKOTHHOUABI OOHAPYKWBAIOT B IPOXYKTaX MHTAHHI
[2], Bome u mouBe [3]. DTO, HECOMHEHHO, MPUBOJNT K TI0-
UCcKy Oonee 3(P(EKTHBHBIX W COBPEMEHHBIX METOOB
MOHUTOPHHIA OCTAaTOYHBIX KOJIMYECTB HHCEKTHLUIHBIX
IIperapaToB.

1 aHaIMTUYECKOTO KOHTPOJISI HEOHUKOTHHOMIHBIX
WHCEKTHLIMJOB B BOJAE M JPYruX OOBEKTaxX HCIIOIB3YIOT
METOJIbI BBICOKO((GEKTUBHON KHUIKOCTHOW XpOMarorpa-
¢um [4 — 8], MULIETUIAPHON SIEKTPOKUHETUYECKOI Xpoma-
torpaduu [9]. OgHako mpeyaraeMble BapuaHThl H3BIIE-
YEeHUs] HEOHUKOTHMHOHJIOB TPEOYIOT JUIUTENBHON U J0CTa-
TOYHO CJIO)KHOH TMOATOTOBKH MPOOBI C MNPUMEHEHUEM

! BnaguMupckuil rocymapcTBeHHbIH yHuBepcuTeT MM. A. L. n
H. I'. CroneroBsIx, I. Bnagumup, Poccus;
e-mail: amelinvg@mail.ru

2 depepalbHBII LEHTP OXPAHBI 310POBbS KUBOTHEIX, T. Braaumup,
Poccusi.

TOKCUYHBIX pacTBOpuTeneil. B OCHOBHOM HCHOJB3YIOT
TBEepAO(a3HYIO U KUIAKOCTHO-KUIKOCTHYIO IKCTPAKLHIO.
Panee HamMu nipesIOKEeH BapuaHT OIMpeesieH!s] HEOHUKO-
TUHOUJHBIX WHCEKTHLHUIOB MYTEM HENOCPEICTBEHHOTO
BBOJ[a P00 BOJIBI B 3NEKTPOPACTIBUTUTENBHOE YCTPOUCTBO
Mmacc-criektpomerpa [10]. Omgnako ObUTH OTMEYEHBI BIIUS-
Hue pH Ha MOHM3AIMIO AaHAMTOB M 3HAYUTEIBHBIM Mar-
puuHBI 3((hEeKT, KOTOPBIA yCTpaHSIH pa30aBICHHEM
poObI JICMOHUPOBAHHOW BOJIOW, YTO, €CTECTBCHHO, CHU-
JKaJI0 UyBCTBUTEJILHOCTD ONPEAEICHHUS.

B nanHoii pabote npennoxeHbl ObICTPBI CKPUHUHT U
BBICOKOUYBCTBHUTEJILHOE OIpEeIeHUe HEOHUKOTHHOM OB
B MPUPOJIHON Bojie Oe3 MpoOONOATOTOBKH C UCIOJI30Ba-
HUEM YJBTPaBbICOKOI(PPEKTUBHOM KHUIKOCTHON XpOMaTo-
rpadun,/BpEMSIIPOIETHON MacC-CIIEKTPOMETPHHU BBICOKO-
ro paspemenus (YBIXKX/BIIMC) mo To4HBIM Maccam
MOHOB IIPH JIEKTPOPACIBUINTEILHOM NOHU3ALINH.

Annapamypa u peaxmugei. Vcions30Banu ynbTpaBbl-
cok03(GEeKTUBHBIN XKUIKOCTHOI xpomarorpag UltiMate
3000 (Thermo Scientific, CIIIA) B coueTanuu ¢ KBajapy-
MOJIb-BPEMSTIPOJIETHBIM MaCC-CIIEKTPOMETPHUYECKUM  JIe-
TektopoM maXis 4G ¥ yCTPOWCTBO ISl 3JICKTPOPACTIBI-
JuTeNbHONM nMoHmM3anuu B ionBooster (Bruker Daltonics,
I'epmanus). Pasnenenwe TpOBOAMIM Ha  KOJIOHKE
30 x2,1 mm ACQUITY UPLC® BEN C18 (1,7 mkm)
(Waters, CIIIA) B pexxume rpaiIu€HTHOTO ITFOUPOBAHUSI.

Hcnonb3oBanu cranaapTHBIE 00pa3ibl HHIUBUAYab-
HbIX necTHiuaoB uuctororr 98,0 — 99,5 % (Dr. Ehren-
storfer, [epmanus): Tnamerokcama (C 17453000), HuTEeH-
mpama (C 15535000), aneramumnpuma (C 10013000), kio-
tranuauHa (C 11691700), Traknonpuna (C 17451000),
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muHotedypana  (C  12820000),  wMmmmakionpuaa
(C 14283700). Pactops! ¢ koHuenTpamuein 100 MKr/mi
TOTOBWJIM PAaCTBOPCHHEM COOTBETCTBYIOIINX HAaBECOK
B alleTOHUTpWIC, a pabouMe pacTBOphl — pa3daslie-
HUEM HCXOJHBIX BOmMOW. B paGore wucmosib3oBamu Je-
nonnposannyo Boxy (15— 18 MOm/cm, TY 2123-002-
00213546-2004), a Taxke alETOHUTPUI, METAHOJI, MY-
PaBbUHYIO KUCIIOTY, n3onponanon (Merck, I'epmanus).

IIpobonoozomosxa. OOpa3ubl BOAbl (HUIBTPOBAIH
yepe3 MEMOpaHHBIA alleTaTHO-ICIUTIONO3HBIN  (PHUIBTD
(OMALL 0,2 mxm, Brnanukapt, Poccust) u ucnonb3oBanu
JUTS aHAJIK3A.

Hoeumugpurayus u onpedenenue. VIneHTHPUKAIUIO
HCOHHKOTUHOHJIOB TPOBOJIIN C HUCIOIh30BAHHEM IPO-
rpamMMmHOro mpoaykra DataAnalysis-4.1, TargetAnalysis
(Bruker Daltonics, I'epmanus), cocraBieHHE KapTHUHBI
M30TOIHOTO paCTpe/ieICHUs aHAIUTOB — C HCIOJIB30-
BanueMm IsotopePattern (Bruker Daltonics, I'epmanus).
KoHInieHTpanuo aHanura B mpode ONpeeNsuiy 10 rpaayH-
pOBOYHOMY TpaUKy WIH PACCUUTHIBAIN METOIOM CTaH-
JapTHOM J100aBKH 10 popmyrie

C;[oé

Sx+]:(o6/Sx _1,

Cx

IIE C,o5 — KOHILEHTpalus 100aBku B 1pobe, Hr/mi, S,
S\ +106 — TUIOIIA/N IIHKOB /1/Z B HCCIIELYEMOM PacTBOPE H
B PacTBOpE ¢ JOOABKOH aHAINTa COOTBETCTBEHHO.
Oyenxa  mampuynozo  3¢ghexma. MaTpUUHBIHA
a¢pdexr (MD) o0ycnoBIeH BIMSHUEM HPUCYTCTBYIOIINX
B IIpo0e KOMIIOHEHTOB Ha NPOIIECC MOHU3AIMU IENEBBIX
AHAJIMTOB. B yCIOBUAX 31EKTPOPACTIBUIMTEIBHON HMOHU-
3alUH 3TH KOMIIOHEHTBHI MOTYT KaK yCHIHBath (+), Tak
U TIOHWXaTh (—) WHTCHCHBHOCTh CHTHAJa aHAJINTA.
MD oneHuBa M C TOMOIIBIO 3HAYCHUH TAaHTEHCA yTJia Ha-
KJIOHA TPaIyHpOBOYHBIX I'pa(KOB, TOCTPOCHHBIX C HC-
MIOJTB30BAHUEM PAaCcTBOPOB, NPUTOTOBICHHBIX HA JIEHOHU-
pOBaHHOI Bome W ¢ J00aBICHHEM MAaTPHIIBI, HE COIep-
JKame 1eneBbX aHaimuToB. Pacder MD mpoBogwnu 1o

hopmye [11]:
MD (%) = (4/B 1) - 100,
rae A, B — TaHTEHCHI YIIIOB HAKJIOHA TPaIyHpPOBOYHBIX

rpauKoB, TOJIYYEHHBIX U1 PACTBOPOB MAaTPHIBI U MPH-
TOTOBJICHHBIX Ha JEMOHHUPOBAHHOM BOJIE COOTBETCTBEHHO.

Tadmuua 1. OcHOBHBIE XapaKTEPUCTUKNA HEOHUKOTHHOUIOB

Venosuss xpomamoepaghuueckoeo pasoenenuss u Oe-
mexkmuposanus. IlonswxHas ¢aza cocrosma uz 0,1 %-
HOW MypaBbHUHOW KHCIOTHI B Bojie (4 ) u 0,1 %-Hoit my-
PpaBbUHOMW KHUCIIOTHI B arieToHuTpuiie (B ). OcyiiecTBisum
rpaguentHoe amouposanue: 0 MuH — 5 % B, 0,5 MuH —
5% B, 2 vua — 100 % B, 3 mua — 100 % B, 3,2 mun —
5% B, 5mun — 5 % B. CkopocTh MOTOKa MOIBHKHOMN
¢aspr cocrapisiia 0,4 MiI/MHH, ONTHMAIbHAS TEMITEpa-
Typa Xxpomatorpaduueckoid komonku — 50 °C, oObem
BBOIMMON MpoObl — 50 MKJI, TemIeparypa TepMocTara
aBTocamruiepa — 10 °C.

Vcrionp30Bany  3ME€KTPOPACTIBUTUTEIBHYIO HOHH3a-
o B ycrpoiictBe ionBooster (Bruker Daltonics, ['epma-
HUST). YCTaHOBIICHBI CIIETYIONINE ONITUMAJIbHbIC 3HAUCHHS
MapaMeTpoB: HaNpsDKeHUE Ha mmTe Kammnsipa — 400 B,
Ha kammusipe — 1000 B, maBnenume raza-pacnbuiatens
(azota) — 4,76 arM, TIOTOK raza-oCymuTens (a3ora) —
6 11/MuH, Temreparypa rasa-ocymmrens — 200 °C, motok
raza-ucnapurens (asora) — 250 51/4, Temneparypa rasa-
ucnaputrens — 250 °C.

Jwnana3zoH peructpupyeMbix macc noHop — 200 —
500 Ha. Jns xamuOpoBku ucnonb3oBamu 10 MM pactBop
(opmuara HaTpus B cMecu Boma — wm3ompomnanon (1:1)
B HHTEpBase Xpomarorpahuposanus 4,5 — 5 MuH.

Bce wccnenyeMbie HEOHHKOTHHOW/IHBIE WHCEKTH-
U/ B YCJIIOBUSIX DIIEKTPOPACHBUIMNTEIBHON HOHU3AINH
00pa3yroT mpoToHUpoBaHHbIE popmbl [M + H]* (Tadm. 1).
B 3HauMTENBHON CcTENeHH CTAaOUIBLHOCTh MPOTOHUPOBAH-
HBIX (QOopM OOYCIIOBJICHA CTPOCHHEM HEOHHKOTHHOHJIOB,
a IMEHHO HaJIMYMEM aToMa a30Ta C HEIOJCICHHON Tapoi
SIIEKTPOHOB B COCTaBE MUPUIAUHOBOTO H/WJIH THA30JIBHO-
TO KOJbIIa.

[TorpenrHoCTh ONpeNeICHUsT MacC MOHOB HE IMPEBbI-
mana +0,5 ppm (n =3). B tabn. 1 ykazansl nipeaensl 00-
HaApPYKEHUSI (Cy,yyyy) M TIPENIENBI OTIpeNieNieHus (c,,) IUIsl TIpH-
POAHOW BOABI, YCTAHOBJICHHBIC IO COOTHOIICHHWIO CHT -
Has/mrym, pasHoMy 3 u 10 cootBetcTBeHHO. [penenst 06-
HapyskeHust cocrapuiiu ot 0,01 10 1 Hr/Mi1, YTO TTO3BOJIS-
€T OMpeNensiTh HEOHUKOTHHOMTHBIE HHCEKTHUIIU/IBI Ha CY-
IIECTBEHHO 0OoJiee HU3KOM YPOBHE, YeM YCTaHOBJICHHBIC
IIPEJENIbHO-0IyCTUMBbIE KOHLIEHTpanuu [14].

[Ipu wcmonp30BaHUM B KAa4eCTBE MATPHUIIBI IIPHPO-
HBIX BOJ, COICpP)KaHUE OCHOBHBIX KOMIIOHCHTOB KOTOPBIX
YKa3aHo B Ta0I. 2, HaOMIONAN He3HAYUTEIBHBIN MaTpuy-
HBIH 3()(deKT, MPUBOIAIINA K HECYIIECTBCHHOMY CHIIKE-
HUIO WY MOBBIILIEHHIO MHTEHCUBHOCTH CUT'HAJIa paccMar-

Awnanur Bpyrro-dopmyna Momnowusoronuas mMacca, m/z tp, MHH A, ppm Cypns HT/MIL ¢y HD/MII
AueramMunpun C;oH,;CIN, 223,0745 3,60 0,1 0,1 0,3
Junotedypan C7H 4N4O3 203,1139 0,92 0,5 0,01 0,05
Wmunaxnonpun CyH,(CIN;50O, 256,0596 3,32 -0,5 0,2 0,6
Knornanung CsHgCIN;5O,S 250,0160 3,12 0,1 1 3
Hurennupam C,H;5CIN4O, 271,0956 1,87 0,3 0,01 0,04
Tuakmonpua CoHoCIN,S 253,0309 3,77 -0,5 0,2 0,6
Tuamerokcam CgH;(CIN5O;S 292,0267 2,35 0,3 0,01 0,04
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Macc-crekTp HUTEHIIUpaMa, CO3J[anHbIi nmporpamMmoit IsotopePattern mo 6pyrro-dhopmyre

pUBAECMbIX aHAJUTOB B MPUPOIHBIX BOJIAX MO CPABHEHHIO
¢ IeMOHUpOBaHHON Bozoi (He 6oiee 20 %). CormacHo pa-
oote [12] MD MoxHO mpeHeOpedb, KOIIa ero 3HaYCHHS
HaxonsATcs B quana3zoHe Mexay —20 u +20 %.
Wnentudukanuio ocymecTBIsUTN C HCIIOIb30BAHUEM
nporpaMMHOTO obecrieueHus: TargetAnalysis mo TodHOM
Macce HoHa (1 ppm) U COBIAICHUIO XapakTepa U30TOI-
Horo pacmpenenenus (mapamerp mSigma < 30) (pucy-
HOK). B ciiyyae oGHapyxeHus Macchl noHa (m/z), cooT-
BETCTBYIOIIEH ONpPENEeNICHHOMY HEOHUKOTHHOWIY, B aHa-
JTH3UPYEMYyI0 TPOOy BBOIWIN TaKOE KOJUYECTBO CTaH-
JIApPTHOTO pacTBOpa OOHAPYKEHHOTO aHAJIHUTa, YTOOBI WH-

Tadmuua 2. CocTaB MpUPOIHBIX BOA, HCIIOIB30BAHHBIX LIS pa3pa-
OOTKH METOJMKH OTIPEeICHUS HEOHUKOTHHOUIOB

Coneprxkanue, Mr/i

IToka3zarens

MuHepanbHas Boja Apre3uaHckas BoJa
AMMOHMIA 0,1-04 0,1-04
Hatpuit 1087 — 1156 5-30
Maruwii 37-45 2-3
Bapmit 0,03 — 0,05 0,01 —0,09
Xnopuabl 684 — 704 12-21
Hurpurst 0,2-0,3 0,2-0,3
Dropunsl 0,2-1,5 20-40
Kectkocth, MM 6-38 1-3
Kasmnii 1-4 7-17
Jluuii 0,14-0,16 0,01 -0,1
CrpoHuuit 1-2 0,3-2
Kanpnmit 50 - 80 15-20
HuTtpatst 0,2-0,3 0,2-0,3
Cynbdatst 1200 — 1422 15-50
docdatsr 0,2-0,3 0,2-1,8
pH, en. 7-9 7-8

TEHCUBHOCTb [IMKa YBEIMUYMWIACh B 2 — 3 pa3a, 3aTeM II0 €€
3HAYCHUIO PACCUMTHIBAIM KOHICHTpaui aHamuta. [lo
CPaBHCHHUIO C METOIIOM TPaJyHpPOBOYHOrO Tpaduka
(Tabi. 3) npuMeHeHne JAHHOTO MTpHeMa CHIDKAeT HeoOXo-
JFIMOE KOJTMYECTBO JOPOTOCTOSIINX CTAaHAAPTHBIX 00pas-
IIOB CpPaBHEHUs, HE TpeOyeT NMepHOOMYSCKON MPOBEPKH
CTaOMIBHOCTH TPagyHPOBOYHBIX XaPAKTEPUCTHK, ITOBEI-
IIaeT TOYHOCTH OIPEHETICHUS W HUBEIHPYEST MaTPHIHBIH
a¢dexr [13].

B Tabn. 4 mpexcraBieHbI pe3yibTaThl OIECHKU IIpa-
BIUIBHOCTH IpeanaraeMoil MeToguku. OTHOCUTEIBHOE
CTaHJIapTHOE OTKJIOHEHHUE PEe3yJIbTaTOB aHajlu3a He Ipe-
Beimano 0,15.

IIpu comocTaBieHNH MONTYYEHHBIX PE3YJIbTaTOB (CM.
Tabm. 4) yCTaHOBIIEHO, YTO UCIOJIH30BAHUE METOIOB CTaH-
JApTHOH J00aBKM W TPagyUPOBOYHOTO TpaduKa IaeT
ONM3KHE Pe3yNbTaThl. JTO MOATBEPKAACT MPEHUMYILECTBA
MeTo/a J00aBOK MPH ONpPeACTICHHH WHCEKTHIIUIOB B 00b-
€KTax OKPY’KaroIleh CpeIbl.

Takum oOpazoM, B paboTe MOKa3aHa BO3MOXKHOCTH
OBICTPOTO CKPUHHMHIA W OIPEICIICHUS HEOHHMKOTUHOM/I-
HBIX MHCEKTHIUIOB B MPHUPOTHON M MHUTHEBOU Boae Oe3
npobonoAroToBkr meronoM YBDXKX ¢ macc-criekTpo-
METPHUYECKUM JETEKTHPOBAHUEM BBICOKOTO pa3peIICHHUS.
WnenTudukanuio aHaNATOB MPOBOAWIN IO TPEM Iapa-
MeTpaM — BPEMEHH YIep)KUBaHHs, TOYHOW Macce MOHa
MEeCTUIHIA M XapaKTepy ero H30TOIHOTO paclpeserie-
HUsT B Macc-criektpe (mSigma). OOHapyXeHHbIe TMec-
TUIHIBl ONPENEeIUIA METOAaMH TPaJlyHpOBOYHOTO Tpa-
¢uka W CTaHOAPTHBIX H00aBOK. YCTAaHOBICH HE3HA-
YUTEJIbHBIA MaTpUYHBIA 3PPEKT OT KOMIOHEHTOB IMPOO
npupoaHoil Boxbl. Ilpenenst oOHapy:KeHHs HEOHHUKOTH-
HOMIOB B TpHupoanoi Boge cocrasumu 0,01 — 1 Hr/mi,
JIMana3oHbl  OMPENEISIEMBIX  COAEP>KaHUMN 0,04 —
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Ta6auua 3. YpaBHEeHUs TPaTyHPOBOYHBIX 3aBUCUMOCTEH U 3Ha9E€HHs MAaTPUIHOTO >(h(eKTa Mpu ONpeneeHNH HEOHNKOTHHONIOB B MUHE-
paJIbHOI M apTe3MaHCKOM Bogax

A VYpaBHeHHs rpagyHPOBOYHBIX MPahHKOB 5 M3, % (n=3)
HaJIUT R

B auanasone 0,01(1) — 50(100) ur/mi MumnepanbHas Boga Apre3uaHckas Boga
AneramMunpun y=22980x + 11974 1,0000 -20 -33
Junotedypan y=307351x + 2135476 0,9933 -19 4,4
Nmupaxnonpun y=34892x + 33686 0,9997 -13 -3,5
Knornanusg y=2830x + 5682 0,9993 -16 -1,9
Hutennupam y=1165453x + 4123458 0,9977 -1,1 0
Tuaxnonpun y=16759 + 21628 0,9996 -15 +2,7
TuameTokcam y=515937x + 2315734 0,9972 -8,3 +0,7

Tabanua 4. Pesynbrars! onpeienenus (Hr/Mi1) HEOHUKOTHHOUIOB B BOJIE METOAMHM CTaHAapTHOU n06aBku () u rpagyupoBOUHOro rpaduka
) (n=3; P=0,95)

O0pasen OOHapy)KeHHbIH HHCEKTHIIN 1 S, 1T S,
Bona Aueramunpun 424+0,7 0,10 5,1+0,8 0,11
MHHEpaIbHast Junoredypan 5,2+0,6 0,11 42+0,6 0,09
(BBEnCHO 5 HI/MI)  Pypraknonpun 50402 0,05 47403 0,07
Kitornanug 48+0,5 0,09 49+0,3 0,08
Hurennupam 5,3+0,3 0,11 4,6 0,3 0,07
Tuaxnonpun 49+0,5 0,10 5,9+0,5 0,11
TuameTokcam 52+0,3 0,10 5,1+£0,5 0,12
Boga Aueramunpua 5,1+0,5 0,07 49+0,7 0,10
apTe3uaHCcKas Junoredypan 5,5+0,6 0,09 52+04 0,11
(BBERCHO 5 HI/MI)  yvpraknonpun 56+06 0,12 53+03 0,08
Knorunanun 49+0,4 0,10 4,7+0,6 0,09
Hutennupam 5,4+0,7 0,07 49+04 0,07
Tuaknonpug 4,7+04 0,12 49+0,6 0,10
Tuamerokcam 50+04 0,08 5,4+0,5 0,09
50(100) HT /MJ‘I. OTHOCHUTEIBLHOE CTaHJapTHOE OTKIOHE- 7. LiuS., Zheng Z., Wei F., et al. Simultaneous determination of seven ne-

onicotinoid pesticide residues in food by ultraperformance liquid chro-
matography tandem mass spectrometry / J. Agric. Food Chem. 2010.
Vol. 58. P. 3271 — 3278.

8. Xiaoa Z., Yanga Y., Lia Y., et al. Determination of neonicotinoid insec-
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RAPID SCREENING AND DETERMINATION OF NEONICOTINOID INSECTICIDES
IN WATER USING ULTRA-HIGH-PERFORMANCE LIQUID

CHROMATOGRAPHY/QUADRUPOLE-TIME-OF-FLIGHT MASS SPECTROMETRY
OF HIGH RESOLUTION

© V. G. Amelin and D. S. Bolshakov

Submitted May 22, 2017.

Ultra-high-performance liquid chromatography/quadrupole-time-of-flight mass spectrometry of high resolution is
used for rapid screening and determination of seven neonicotinoid insecticides (acetamiprid, dinotefuran,
imidacloprid, clotianidin, nitenpyram, thiacloprid and thiamethoxam) in natural and potable water without sample
preparation. An insignificant matrix effect is observed from the components of natural water samples. Two modifica-
tions of neonicotinoid determination in water are considered: i) standard addition method and ii) calibration curve.
The detection limits and determinable contents of neonicotinoids range within 0.01 —1ng/ml and
0.04 —50(100) ng/ml, respectively. The relative standard deviation of the analysis results did not exceed 0.1, the

analysis duration was 10 — 15 min.

Keywords: ultra-high-performance liquid chromatography; high-resolution time-of-flight mass spectrometry; analy-
sis of natural water; neonicotinoid insecticides.
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