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AHHOTALIUA

BBEAEHUE. MecTunabl, NnprMeHsieMble B Ce/IbCKOM XO3AMCTBE, MOTyT Bbi3biBaTb rnbenb
nyen - BaXHEWLWIMX OMbUIATENEN N BUOVNHANKATOPOB 3KOIOMMYECKOro COCTOAHUS.
B Poccuiickon ®egepaumm oTCyTCTBYeT HOPMaTVBHasi 6a3a Mo KOHTPOIK OCTaTOYHOMO
cozep>XaHusi NecTULUAOB B MOAMOPE NMYen, YTo 3aTpyAHAET 06bekTUBHYH ANArHOCTU-
Ky MPUYMH rMbenn nyenrHbix ceMeil.

LUEb. Pa3paboTka 1 aTTecTauums MeTOAMKM onpeseneHns 22 necTUUUAOB B NOAMOpe
nyen MeTOAOM ra3oBoi xpomaTo-Macc-cnektpomeTpum (FX-MC/MC) ¢ ncnonb3oBaHu-
em npobonogrotoBku no metody QUEChERS.

MATEPWAJIbI U METOADI. ViccnepoBaHUst BbINOAHEHBI B VCNbITaTeNbHOM LIeHTpanbHO Ha-
YUHO-MeToAMYECKOW BeTepuHapHoi nabopatopun ®reY «BHUN3XK» (MLHMBJT ®rBY
«BHUWM3X», r. Mockea) B 2024-2025 rr. NMpoaHannsmposaHo 15 06pasuos nogmopa
nyen. SKCTPakLUMoo 1 04NCTKY NpoBoAnan no metogy QUEChERS ¢ npumeHeHmeM aLe-
TOHUTPWUNA, Habopa coneri unTpaTta, copbeHToB PSA 1 C18. AHanM3 BbINOAHAN Ha XPO-
MaTo-Macc-cnekTpomeTpe GCMS-TQ8050 (Shimadzu) ¢ konoHkow Rxi-5ms. Banugaumto
MEeTOAMNKM NPOBOAWAN MO NOKasaTeNsM JMHENHOCTY, YyBCTBUTENbHOCTA, CTENEHN 13-
B/IeUEHMA U CeNeKTUBHOCTH.

PE3YJIbTATbL. MeToAMKa xapakTepm3yeTcs IMHEAHOCTBIO KaMBbPOBOYHBIX KPUBBIX C KO-
adpdrumeHTom feTepMmnHaumm R? > 0,98 ans Bcex aHanuToB. [Npesenbl KoYecTBEHHO-
ro onpegenerus (LOQ) coctasunm 0,012-0,018, npegenst o6HapysxeHusi (LOD) - 0,0041-
0,0062 mr/kr. CTeneHb V3B/eYeHVs BapbupoBana oT 88 A0 97 %. CenekTMBHOCTb
MeTOo/Aa NOATBepPXAeHa OTCYTCTBMEM MeLLAOLLMX XPOMaTorpapuyeckmnx NmMkoB Ha Bpe-
MeHax yAepXVBaHWUS LieneBblX coefnHeHUA. MNonyyeHHble 3Ha4YeHNsi COOTBETCTBYHOT
KPUTEPUAM NPUEMAEMOCTU A5 MyNbTUOCTAaTOUHbIX METOA0B aHan3a.

SAKNIOYEHUE. Pa3paboTaHHas MeToAMKa MO3BONSET HAAEXHO MAEeHTMOULMPOBATbL U KO-
JINYeCTBEHHO onpejensiTb 22 NecTULMAA B MOAMOPE MYeN U MOXeT 6biTb peKOMeH/0-
BaHa 4151 NabopaTOPHOM NPaKTUKK C LieSibHo YCTaHOBIEHUS NMPUYMH OCTPbIX U XPOHU-
YeCcKUX OTPaBMIEHUI MUEeNVHbIX CemMeld, a Takxke ANs NpoBefeHUs MOHUTOPUHIOBbIX
nccnegoBaHun.

KNHYEBBIE CNIOBA: nuenviHbIi nogMop, NecTuuuAbl, razoBas XxpomaTtorpadus-macc-crnek-
TpomeTpus, Banngaumsa metoaa, QUEChERS, aHannT, o6paboTka obpasuoB
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ABSTRACT

INTRODUCTION. Pesticides used in agriculture can cause the death of bees, which are cru-
cial pollinators and bioindicators of ecological status. In Russia, there is no regulatory
framework for the control of residual pesticide content in dead bees, complicating the
objective diagnosis of causes of honey bee colony mortality.

AIM. To develop and validate a method for the determination of 22 pesticides in dead
bees using gas chromatography-tandem mass spectrometry (GC-MS/MS) with QUECh-
ERS-based sample preparation.

MATERIALS AND METHODS. The research was conducted at the Testing Central Scientific Meth-
odological Veterinary Laboratory of FGBI “ARRIAH” (Moscow) in 2024-2025. A total of 15
samples of dead bees were analyzed. Extraction and purification were performed using
the QUEChERS method with acetonitrile, a citrate salt mixture, and PSA and C18 sor-
bents. Analysis was carried out on a GCMS-TQ8050 (Shimadzu) chromatograph-mass
spectrometer equipped with an Rxi-5ms column. Method validation was conducted
based on linearity, sensitivity, recovery, and selectivity.

RESULTS. The method demonstrated linearity of calibration curves with coefficients of de-
termination R2 > 0.98 for all analytes. Limits of quantification (LOQ) ranged from 0.012 to
0.018 mg/kg, and limits of detection (LOD) ranged from 0.0041 to 0.0062 mg/kg. Recov-
ery rates varied from 88 to 97%. Selectivity was confirmed by the absence of interfering
chromatographic peaks at the retention times of the target compounds. The obtained
values meet the acceptability criteria for multi-residue analytical methods.

CONCLUSION. The developed method enables reliable identification and quantification of
22 pesticides in dead bees and can be recommended for use in laboratory practice to
determine the causes of acute and chronic poisoning of honey bee colonies, as well as
for conducting monitoring studies.

KEYWORDS: dead bees, pesticides, gas chromatography-tandem mass spectrometry,
method validation, QUEChERS, analyte, sample preparation
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Onpep,eneHVle nectMumaoB B nogmMope nyen c npuMmeHeHnem
rasoBoi XpoMaTo-Macc-CnekTpoMeTpun

XansasuH Vnbs AnekcaHapoBsny,
ExkatepurHa CepreesHa OcnHoBa,
MypawkuH Muxaun Poctncnasosny,
HosuvkoBa Anna BnagnmmnposHa

BBEJEHUE

MecTumAbl ABNSIOTCA OAHVM U3 BaXKHENLLNX OTKPbITUI,
KOTOpOe OKasasio BAVSIHWE Ha pa3BUTME CeNbCKOXO3SM-
CTBEHHOI OTpac/Iv 3a CHeT NPeAOTBPALLLEHNst pocTa 3a60-
NneBaHWI LieneBbIX KynbTyp, YBENNYEHUS NMPOU3BOACTBA
NPOAYKTOB MUTaHWS 1 KOPMOBOW 6a3bl A1 CeMbCKOXO-
3ACTBEHHbIX XMBOTHbLIX, YTO OKasano 6naronpusTHoe
BAVISSHWE Ha BasoBOl COOP ypoxas 1 3KOHOMMNYECKyHo
6e3onacHoOCTb rocygapctBa. OfHaKo, Kak 1 nobble Xu-
MUYeckre CpPeAacTBa, NecTuumAbl 0bnajaoT psjoM He-
raTBHbIX XapaKTepUCTMK, KOTOpbIe NPY HecobaAeHNN
pernameHTOB X MPUMEHEeHWNst MOTryT OKa3bIBaTb HeXesa-
TeNbHOe BO3/eicTBMe Ha bronornyeckime cUcTemsl, a Tak-
e HaKarnaMBaTbCsA B CeNbCKOXO3ANCTBEHHOM NPOAyKLMM
1 TEM CaMbIM 3arpasHATb eé [1; 2]. OaHum 13 Hanbonee
3HaUMMbIX HeraTMBHbIX 3$PeKToB ABNSETCA UX CNocob-
HOCTb aKKyMY/IMpOBaTbCA B MOYBE, BOAHbIX 3KOCHCTEMAX
1 NPOAYKTax NUTaHWS, a Takoke MUTPMPOBaTb MO Tpou-
YecKMM LiensM, yBenm4ymBas CBOK KOHLIEHTPaLMIO Ha Ka-
XAOM MocsieAyroLLemM ypoBHe. 3TO fBNeHNe MOXeT npu-
BECTU K 3HAYUTE/IbHbIM M3MEHEHUAM B 3KOCUCTEMHbIX
6anaHcax 1 NoTeHLManbHO HeraTMBHO CKa3aTbCs Ha 340-
pOBbe YesioBeKa 1 ApYrmx opraHvuamos [3-5].

TepMUH «necTUUMAbl» BKOYaeT B Cebs HeCKOIbKO
KJ1aCCOB XVIMNYECKNX COefMHEHWIA, OANH 13 KOTOPbIX =
3TO MHCEeKTULMAbI, MPUMeHSoLLMecs Ana 60pbbbl € Ha-
CEeKOMbIMW B OCHOBHOM Y MIOAOBbLIX, AeKOPaTUBHbIX
JlepeBbeB, a Takke U B pacTeHUeBOJCTBe, pesy/bTaT
KOTOPbIX OLEHNBAETCA KaK He3aMeHUMbIA arpoTeXHO-
niornyecknii npouecc, obecneyrBaroWii NapameTpbl
pocTa 1 NPOAYKTMBHOCTU pacTeHuii [6-8]. OgHako mnx
NCMOJIb30BaHVe MPUBOANT K rmbenu HeLeneBbiX BUAOB
HaCeKOMBbIX, TakMX KaK Myesibl, C KOTOPbIMW CTaJIK1Ba-
OTCA exeroAHbl naceuHuku [9; 10]. HecmoTpsa Ha npu-
HATBIA Psj Mep, B TOM UMC/Ie W 3aKOHOAATe/bHBbIX,
NYenoBoOAbl MPOAO/IKAKOT CTaNKMBATLCA C MOPOM Mye-
JIVHBIX ceMeli. CneumanncTbl BbIAENSIOT Be OCHOBHbIE
NPUYMHbL: 60Ne3HW NYen pasINYHON STUONOTUN N OT-
paBieHusa XMMMKaTaMn B Mepuoj arpapHbIX paboT.

OCHOBHbIMW BMAAMV OTPABMIEHNSI HACEKOMbIX SB/SIKOTCS
KOHTaKTHOe, MmepopasibHOe U WHransLuMoHHOe oTpae/e-
Hue. Mo KINHNYECKM NPOSIBNEHUSIM BbIAENSHOT TeUeHme
3a6051eBaHVIsi/OTPaBeHVst B OCTPO 1 XpoHUYeckoli ¢op-
Max. Mpw ocTpori dopme nuenbl CTaHOBATCA ManonoaBuX-
HbIMW, TEPSIOT OPWEHTALMIO B MPOCTPAHCTBE, MON3atoT
no AHy y/bsi 1 3eM/e, MOTyT MPOSIBASITb arpeccuto 1 Bro-
cleAcTBMe normbatoT. Mpu XpoHn4eckor ¢opme nyenbi
yroTPebAAIOT C BOZOW 1 KOPMOM CybeTasibHble A03bl Me-
CTULMAS, YTO MPUBOAUT K OC/IaBIEHNIO U 3apaXkeHWIO BCel
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CEMbM, UTO B UTOTe OTPAXKAETCS Ha KauecTBe BbIMyCckaemo-
ro NpoJyKTa, 340POBbe, MPUBOAUT K CHVDKEHWIO MPOAOI-
KUTENBHOCTU XKM3HW MYeN, a TakoKe CyLLLeCTBEHHO HAHOCUT
3KOHOMUYECKIiA yLep6 nuenosoactay [11].

Muenbl NPeACTaBASAOT MHTEPEC He TOMbKO B KadecTBe
06beKTOB BIOMOHUTOPVHIA, HO 1 KaK BaXKHOe 3BEHO ar-
POMPOMBILLIEHHOrO KOMMJIEKCA, MOCKOJIbKY OHU BbICTY-
NarT NPOV3BOAUTENAMU LEeHHbIX MPOAYKTOB MUTaHUSA
N NeKapCTBEHHbIX CPeACTB, a TakXkKe y4acTBYIOT B Orbl-
NEeHU CeNbCKOX035AMCTBEHHbIX pacTeHwii [12]. CnegoBa-
TeNbHO, MOHUTOPUHI MOPa MYenHbIX CeMell ABAseTCs
KpaliHe BaxHOW 3agaderi. C10XXHOCTb B MOHUTOPMHre
npeacTaBnseT TOT ¢pakT, UTO OTpaBieHMe necTuumaamm
4acTo He MMeeT SABHOWN KJIMHNYECKOM KapTWHBbI, a yCTa-
HOBUWTb TOYHbIE MPUYMHBI MOpa N4en 6e3 cneuyanb-
HbIX aHaNNTUNYeCcKX (MeTOAOB) METOAMK HEBO3MOXHO.
B cBSI3K C 3TMM BO3HMKaeT MOTPe6HOCTL B pa3paboTke
1 BHeAPEeHUM B NMPaKTUKy 1abopaToOpHbIX METOAMK KO-
JIYeCTBEHHOr O orpejeneHns cofepXaHunsa NecTMLmnios
Ha LUMPOKWIA NX NepedeHb B Nogmope nuen [12-14].

CywiecTByoLIMEe METOAMKN aHanu3a mnogmopa Mnuén
OPVIEHTVPOBaHblI Ha OrpPaHWUEHHbI nepeyeHb Aeli-
CTBYIOLLIMX BELLEeCTB M He yYUTbIBAOT BCHO HOMEHKNa-
TYypy nNecTuunAoB, MPYMEHsIeMbIX B COBPEMEHHOM
cenbckoM xo3saiicTBe [15]. JaHHOe orpaHuYeHmne cos-
AAET HayuHbI Mpo6en: BbICOKa BEPOATHOCTb, UTO Cy-
Yau OTpaBAeHNsA NYen COeANUHEHUAMMU, HE BXOAALLMMM
B CTaHAAPTHbIE CXeMbl aHaN3a, OCTATCS HEBbISABEH-
HbIMW, UTO MCKaXaeT peasibHyo KapTuHY rméenu nyesn.

Llens paboTbl - pa3zpaboTka 1 atTecTauns MeToAMNKN
n3MepeHuii 22 NecTMUMAOB B NOAMOpPE Myen Xpoma-
TO-MaCC-CreKTPOMETPUYECKMM METOAOM ANt yCTaHOB-
NEHUs NPUYMH TMBEenn NYennHbIX cemeli Npu oTpas-
NeHnsIX necTmungamu.

MATEPUAJIbI U METO/AbI

00beKT ucceA0BaHUA

VccnepoBaHme BbINOMHAAN B VCMbITaTeIbHOWN LIeHTPaslb-
HOW Hay4YHO-MEeTOANYECKOM BeTeprHapHOI nabopaTtopum
®rBY «BHNN3X» (MLHMB/ ®rBY «BHNN3X») B neprog,
€ 2024 no 2025 r. B kauecTBe 06BHEKTOB UCCIEA0BAHNS C-
Monb30BaANCb 06pa3Lpl Nogmopa nyen. Konmyecrso - 15
06pa3LoB, KOTOpble MOCTyNann Ha UCUIEf0BaHUSA B XU-
MWKOTOKCKKONOrYecknin otgen nabopatopuu. Mpurpoaa
NPOVCXOXAEHWVS 1 reorpadus 0ObUTaHWA NYen HaM He 13-
BECTHa, TaK KaK Mbl paboTanu ¢ 3awndpoBaHHbIMY MPo-
6amu, 3Hast TOIbKO MaTpuLy — MOAMOP Myen.
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OnpegeneHne NeCTULMAOB B MOAMOPE N4Yen ¢ NpuMeHeHnem
rasoBO XPOMaTO-Macc-CrneKTPoOMeTprm

XansasuH Vinbsa AnekcaHaposny,
ExkaTeprHa CepreeBHa OcnHOBa,
MypalukuH Muxawnn Poctucnasosuny,
Hosukosa Anna BnagnMmnposHa

06opyaoBanue

AHanUTUYeCKne UCCIe0BaHVIS MPOBOAWIVCE C UCMOSb-
30BaHMEM CUCTEMbI ra3oBoli xpoMaTorpadum (Shimadzu,
ANOHWA), COMNPSKEHHON C TaHAEMHBLIM Macc-CneKTpoMe-
TPOM C TPOMHbIM KBaApyrnonem GCMS-TQ8050. PasaeneHne
KOMMOHEHTOB OCYLLIECTBSNIOCH Ha XpomaTorpaduyeckol
KosloHke Rxi-5ms (30mM*0,25Mm*0,25MKkm (daza: 5 %-de-
HW 95 %-MetunnonvcnnokcaH) Restek, CLLA). Bcriomora-
TeNnbHOe 0bopyAoBaHVE: aHaUTUYeckne Beckl Sartorius
AC 121S (Sartorius, TepmaHusi); nabopaTopHasi LEeHTpW-
¢yra SL40R (Thermo Scientific, CLUA); weiikep MultiReax
(Heidolph, FepmMaHuisi), cucTema ynapyvBaHuisi B 3aMKHYTOM
KoHType TurboVap II (Caliper Life Sciences, CLLIA).

PeaktuBbl

Jna npoBeseHVs aHanM3a MCNob30BasCs OPraHNYecKuii
pacTBopuTenb aueTOHUTPUA. Vcnonb3oBanice Habopbl
AN 3KCTPaKUMKM NecTuumgoB Metogom QUEChERS (Lab-
Standard® QuE-Lab EN 15662:2018 LLe Citrate). MeTog
QUECHERS, pa3paboTaHHbii B CLLA, siBnsieTca ctaHaap-
TOM A/19 onpejeneHns NecTMUMAoB. JaHHbIN MeTog npu-
3HaH ObICTPbIM M MPOCTLIM METOAOM BbISABNEHUSI Cpasy
HeCKO/IbKMX BMAOB aHa/IMTOB, OCHOBaHHbLIM Ha aLeTOHW-
TPUNBHOIM 3KCTPaKUMN/pasgeneHn n AUCnepcrioHHOM
TBEPAOPA3HOM SKCTPAKLUMN ANS OonpeAeneHnst OCTaTKoB
necTyUMAOB B NpoaykTax [16]. B kauecTBe cTaHAapTHOIO
o6pasLa NpUMeHsIN aHanuTMyecke ctaHaapTsl (Lab-
Standard, Ntanus), annetpuiH, 6ednyéytamma, 6pomdocs-
TWOBbIV, AVKIOUMMET, AVMENMNAPaT, 30KCaMuZ, MeKap-
6am, MeTUZAaTMOH, MeTornpeH, nponadoc, NPOLMMUAOH,
TPaHC-XI0PAaH, TpUaaMMeHos, Tpudnymmnson, beHokcu-
kapb, ¢eHToaT, PepnmsoH, dunpoHun, dypanakcu, xu-
Handoc, XMHOMETMOHAT, XI0pbeH3na,

"pMTOTOBJ'IeHVIe rpaaAynpoBoYHbIX PacTBOpPOB

MaTpuuHble rpajypOBOYHbIE PACTBOPbI FOTOBUIN U3 «4U-
CTbix» Npob Maccon 2,00 + 0,05 r, He cogepxaLlmx ocTa-
TOYHbIX KOIMYECTB onpezensieMblX aHa/INTOB, B KOTOPbIe
[06aBNANN CMeCb CTaHAAPTHBLIX 06pPa3LoB MeCcTULMAOB
20, 35, 50, 100, 150, 200 MKr/Kr cooTBeTCTBEHHO. /151 Mno-
CTPOEHNS rPasyMpPOBOYHOrO rpadurka UCNonbL30Banu Ma-
TPVYHbIE TPaLyMPOBOYHbIE PAcTBOPbI, MPUrOTOBAEHHbIE
13 06pasLoB, He CoAepXkalLyX LeneBble aHannTnyeckme
coefpHeHus.. KanmbpoBOUYHble KpuBblE CTPOUAN MyTeM
JIMHENHOW annpoKCMMAaLMN 3aBUCUMOCTI KOHLIEHTPaLN
aHanuTa (Mo ocun X) oT OTHOLLIEHWS M/IOLLAAW NKa aHanu-
Ta 6€3 NPUHYAUTENIbHOrO NMPOXOXAEHUA Yepe3 HoMb. Jln-
HeMNHOCTb KaNMBPOBOUHBIX KPUBbIX OLlEHMBanacb MyTem
pacueta koapduLmeHTa geTepMmuHaumm (R2) 1 obpaTHoro
pacueTa KOHLIeHTpaLuii KaimbpoBOYHbIX CTaHAAPTOB.

MepBuynan noarotoBKa npobd

IKeTpaKuua n 04McTKa 0bpasuos

Mpobbl mogMopa nuen nepes npoBejeHMEM aHanM3a
TWaTe/lbHO TOMOreHM3NPOoBaAM C MOMOLLbI s1labo-
pPaTOpHOWM MeNbHWULblI UAW APYroro M3amesibyaroLlero
obopygoBaHus. pobonoAroToBKY ANA 3KCTPaKLUMU
necTuumaos nposoauan metogom QUEChERS, npoun-
NIIOCTPUPOBAHHBLIM Ha pUCyHKe 1.

Yenosusa xpomarorpadpuyeckoro aHann3a u JeTeKTMPOBaHNA

B LeHTprdyXHbIE NPOBMPKM OTOMPaNM HaBeCKN V3Meb-
YeHHoro obpasua no 2,00 + 0,05 r n npoBoaWAM NMpo6o-
NoAroTOBKY ABYX MapasienbHbIX Npob B YCnoBusx Mo-
BTOPSEMOCTN A1 KaXAoro obpasua € MnociesyroLmm
fo6aBneHVeM eoHM3MpYoLLEel Boabl B o6beme 10 cv?,
nocne yero nepemMeLuBani.

QuECheRS (6 T

2r MgSO4 + 1,51
CH3COONa)
BCTPSIXHYTh

10 M 10 Mt

BOJIbI M

poObI

ALCTOHNTPUTBHBIH t;:]
CJI0i epeHecTn

BerpsxuyTs
U HeHTpU(yTrupoBaTh

e

ANCTOHUTPHIIBHBIH
CcI10ii mepeHecTn

[F
v

QuECheRS (900 mr
MgS04 + 150 mr
PSA + 150 mr C18)
PucyHox 1

AueroHuTpuia
BCTPSXHYTh U BCTPSAXHYTh M IeHTPUDYTHpOBaThH
) ([ e || || > >
¥

Bemaputs DmoaT MOBTOPHO

PacTBOpUTH B 1 Mi1
AIETOHUTPHIIA

Cxema 3TanoB Npo60onoAroToBkM 06pasLI0oB NoAMOpa Nyen A onpeseneHns NecTuumioB

Figure 1

Steps for pesticide determination of sample preparation of bee mortality
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3atem go6aenann 10 cv® aueToHuUTpuna (4ns matpuy-
HOI rpasyvipoBkM 9 CM3, MJIOTHO 3aKpbIiBa MPO6UPKY
1 NMOMELLAIN B BUBPALMOHHBIN Lelikep Ha 5 MuH). Janee
B MpobVIpKY f06aBASAM COAepXMMOoe NakeTa Habopa A/1st
aKcTpakumy, cogepxattero 4,0£0,3 % r cynbdarta MarHus
6e3soaHoro, 1,0 r xnopuga Hatpus, 1,0 r HaTpUa ANMOH-
HOKMCIOrO TPM3aMeLLeHHOro ABOMHOro rmapata u 05 r
HaTpWst IMMOHHOKMCIOrO ABY3aMeLLLeHHOrO MoJTyTOPHOMO
rmapata. Mpobupky nomMeLLan B POTaLMOHHbIN LUekep
Ha 15 MuH, nocne yero LeHTpudyrmposany npu 4 °C B Te-
yeHve 10 MWH C YacToTo BpaLLeHus 4500 o6/mMuH. Mocnie
LeHTPUPYrpoBaHmns oTompan 6 M aueTOHUTPUIBHOTO
3KCTPaKTa 1 NepeHoCnn ero B Npoburpky o6 bemom 15 mn,
cogepxaiyto 900£05 % mr cynbdata MarHua 6e3Bog-
Horo, 15040,8 % mr copbeHTa Bondesil-PSA, 150+0,8 % mr
copbeHTta C18. MpobuvpKy MomeLLan Ha POTaLWIOHHbIN
Lekep Ha 5 MVH, a 3aTeM LeHTpudyrnposanu npu 4 °C
B TeueHVie 10 MVH C YacToTol BpalleHust 4500 06/MUH.
Mo oKOHYaHUK LeHTpUYrpoBaHUsa oTompan 4 Mn 3Kc-
TpaKTa v yrnapyBann 3KCTPaKT Ha YCTPOCTBE AN ynapu-
BaHVA pacTBopuTene B TOKe a3oTa C HarpeBaTe/lbHbIM
Mogzynem npu Temnepatype 30 °C gocyxa. lNonyyeHHbI
CyXOli OCTaTOK MepepacTBOpsAv B aLeToHUTpunie, Gpuib-
TPys Yepes LWNpULIEBO GUNLTP B BUay 41 MpoBeAeHNS
XpomaTorpadpuyeckoro aHanmsa.

JleTeKkTpoBaHVe NMMKoB NPOBOAWIIN METOLOM «peru-
CTPaLMMN MHOXECTBEHHBIX peakuuii» (Monitoring Mul-
tiple Reactions, MRM). s Kax4oro necruuuga name-

Tabnuua 1

PN CUTHaN He MeHee YeM ABYX XapaKTepUCTUUHbIX
nepexogoB MRM, Hanbonee WHTEHCUBHbIN M3 KOTO-
pbIX BbIGMpancs B KayecTBe pacyeTHoro (Mo ero nvky
Ha XxpomMatorpammMe MpPOBOAAT PACYET KOHLEHTpauum
aHanuTa), ocTasibHble - B Ka4ecTBe NOATBEPXKAAOLLMX
419 KaYeCTBeHHON nAeHTUGMKaALMM aHanTa.

PafyVipOBOYHYO XapakTepUCTUKY CTPOUAU B KOOPAVHA-
Tax 3aBMCMMOCTM MIOLLAAN MYKa OrNpeAensiemMoro coeau-
HeHWs OT KOHLeHTpaumn aHanuTa. MNpw noctpoeHnn rpa-
LYVNPOBOYHOV XapaKTepUCTVKN NCMOb30BaNn INHENHYHO
perpeccmto.  KoadpduupeHT Koppensumm [o/mkeH ObiTb
He meHee 0,98. [MocTpoeHVe rpasyvpOBOYHON XapakTepu-
CTVIKV MPOBOAWIV MPU KaXZAO0WN Cepuin U3MEPEHNIA.

MeToa wnaeHTUPMKAUMN MeCcTULMAOB OCHOBbIBAETCS
Ha rasoBol xpomaTtorpadum B coYeTaHUM C TaHAeM-
HoW Macc-cnekTpomeTpuein (MX-MC/MC), peanuzo-
BaHHON B pexunme MRM. [loyepHue MOHbI BBOAWIN
B MacC-CNeKTPOMeTp CTaHAapTHble UHANBUAYaNbHbIe
pacTBopbl NeCTULMNAOB C KOHUeHTpaumeld 100,0 Hr/mn
ANA YCTaHOB/IEHVA NOHOB-NpejLlecTBeHHNKOB. Mac-
Cbl MOHa-NpeALecTBeHHVKA, JOYEepPHMX NOHOB, a Tak-
e napameTpbl pexunma NporpaMMHOro obecrneveHus
MRM npeacTaBneHbl B Tabauue 2.

Ha pucyHke 2 nokasaHa Macc-xpomaTorpamma CTaH-
JapTHOro obpasua cMecn 22 NecTUUMAOB C KOHLEeH-
Tpauuvein 100,0 Hr/mMa, NonyveHHass NPU OMMCAHHbIX
YCNOBUSAX aHaNn3a.

Ycnosus XpOMaTOFpaq)I/I‘-IECKOFO pasgeneHna n napamMeTpbl perncrtpaynm MacC-CnekTpoMeTprn4yeckoro geTekrtopa

Table 1

Conditions of chromatographic separation and registration parameters of the mass spectrometric detector

YcnoBusa rasoxpomaTorpa¢w~|eCKoro pasaeneHuns

Pexxum nHxxekTopa

bes geneHuns notoka

3ajepxKka AeneHns notoka 2 MUHYTbI
TemnepaTtypa nHXeKTopa 250 °C
NHxeKTpyeMbli 06bem 2 MKN
3ajepxKa BKaoYeHUs dpriameHToB 1,5 MUHYTBI

TemnepaTypHbIl/i PeXUM KOJIOHKM

Harpes 0105 °C B TeueHune 3 MUH;
Harpes co ckopocTbto 10 °C/MurH Ao 130 °C; Harpes co ckopocTbto 10 °C/MUH
40 200 °C; Harpes co ckopocTbto 15 °C/MuH Ao 290 °C ¢ 334ep>KKOM 3 MUH

CKOpOCTb NOTOKa rasa-HocuTens (renns) yepes KOMOHKY

1,4 MA/MUH

YcnoBus macc-CneKTpoMeTpnUYeckoro AeTeKTMpoBaHus

Temnepatypa VHTepdeiica

280 °C

TeMﬂepaTypa MOHHOTO NCTOYHMKa

230 °C

CTBYHOLLMX BeLecTB nectmumaoB C nepexogamn

YcTaHaBnmBaroT nporpamMmmy paGOTbI MacCC-CNeKTpoMeTpa ANA CENIEKTUBHOIO AETEKTUBNPOBaAHUA XapakKTePUCTUHECKNX NOHOB ,D,EI‘/‘I-
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OnpegeneHvie NecTMLMAOB B MOAMOPE MYes C MpYIMeHeHneMm
rasoBoli XpOMaTO-Macc-CrnekTPoOMeTpurm

Tabnuua 2
MapamMeTpbl B pexrMe MOHUTOPUHIA MHOXECTBEHHbIX peakLii
Table 2
Parameters in mode monitoring multiple reactions (MRM)
Ne n/n AHanUT Bpems yaep>XuBa- | VoH-NpeALIecTBEHHUK, dHeprus WoH-npoayKT,
HUS,, MUH Macca/3apsag coypapeHus, 3B Macca/3apag
1 AnneTpuH 5,19 136,10/186,10 13/30 93,10/109,10
2 bednybyTammng 7,6 368,90/123,10 23/29 214,90/81,10
3 BpomMdocaTnioBbIi 7,6 329,00/366,90 16/11 159,10/212,90
4 Aviknounmet 8,2 221,10/329,00 22/10 155,00/131,10
5 Anmenunnapat 9,6 91,00/277,10 11/14 65,00/221,10
6 3okcamug 10,2 145,10/176,00 8/17 112,10/91,00
7 Mekap6am 10,5 146,10/119,10 27/22 91,00/91,10
8 MeTunaaTNOH 11,3 128,10/146,10 17/20 65,00/118,00
9 MeTonpeH 11,6 273,90/168,10 25/6 246,00/70,00
10 Mponadoc 11,9 95,00/273,90 13/16 67,00/125,00
11 MpouMMnAoH 11,9 187,00/242,00 20/10 123,00/95,00
12 TpaHc-xnopaaH 12,4 111,10/187,00 20/13 83,00/159,00
13 TpuagrmeHon 12,4 285,00/111,10 22/13 96,00/55,00
14 Tpudnymmzon 13,8 125,00/283,00 7/14 99,00/96,00
15 PeHoKcmKapb 15,2 254,10/125,00 21/20 137,10/89,00
16 deHTOAT 16,3 278,10/239,10 11/14 73,00/107,00
17 deprmM3oH 15,8 206,00/206,10 15/24 148,00/179,10
18 PrnpoHun 8 372,80/234,00 10/15 263,90/206,00
19 dypanakcmn 13,53 145,00/374,80 12/17 58,00/265,90
20 XuHangoc 5,19 220,10/145,00 13/20 125,10/85,00
21 XUHOMEeTMOHAT 12,2 221,10/220,10 8/25 155,00/140,10
22 XnopbeHsng, 171 302,90/277,10 15/21 284,90/221,10
z_#'lll!lll_l.ﬂlll_l]
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XpomaTorpamma 22 nectmuymnzos 100 Hr/mn ¢ konoHKoi Restek Rxi-5ms

Figure 2
Chromatogram of 22 pesticides 100 ng/ml with a column Restek Rxi-5ms
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PE3YJIbTATbI U ObCY)XAEHUE

Anpobaups npejcTaBNeHHON MeTOAMKM MPOBOAMAACh
C Uenblo MUHUMU3aUMU BAUSHUA MaTPUYHBIX pdek-
TOB W yBENMYeHUs YyBCTBUTENbHOCTM MeToAa. Wccne-
[lOBaHMe COCTOSANO U3 HECKONBbKMX 3Tarnos, Hanpas/ieH-
HbIX Ha ornpejeneHne TOYHOCTY, BOCMPOV3BOAMMOCTA
N MPUrOAHOCTA METOAMKW AN MPaKTUYeckuX Lienen.
OnpeseneHne 3aBNUCUMOCTI CUrHaNa OT KOHLEHTpaLmm
necTUUMAOB MPOBOAMNOCE HAa OCHOBaHUWN MOCTPOEHUS
KasMbpoBOYHON KPMBOWM. s MOATBEPXAEHUSA Cenek-
TVMBHOCTX METOAa MPOBOAWIOCE CPABHEHME XPOMaro-
rpamMm 1 Macc-CreKTPoB. ViccneAoBaHbl YMCTbIE CTaHAAP-
Tbl B PacTBOPUTENSAX, CTaHAAPTLI 1 0bpasLbl nogmopa
nyen, He cojepxalle aHanM3npyembix BeLLecTB.

Pe3ynbTaThbl MoKasanu OTCyTCTBME XpoMaTorpaduryeckmnx
NHTepbepeHLMiA CO CTOPOHbI KOMMOHEHTOB MaTpuLibl
NnoZMopa nues B MOMEHTe yAePXNBaHUS LieNeBbIX coe-
AMHEHWIA. Macc-cnekTpbl NecTMUMAOB B pacTBOPUTENSAX

N 3KCTPaKTax MaTpULibl OKa3anncb NPakTUUeckn naeH-
TUYHbIMK. COMoCTaB/IeHVe OTHOCUTE/bHBLIX UHTEHCUB-
HOCTEeW KNHUEBbIX IOHOB V1S KaX/A0ro NecTnumaa B 060-
MX TUMNax CTaHAAPTOB BbISABU/IO BbICOKYHO CTEMEHL COBMa-
aeHvs (B npegenax £ 15 %), UTO 3HAUUTENILHO MPEBOCXO-
AUT YCTaHOB/IEHHbIN KPUTEPUIA AOMYCTUMOrO OTK/IOHE-
HUA (£ 30 %). JaHHbI GakT CBUAETENLCTBYET O BbICOKOW
HaAEXHOCTU NAEHTUGUKALMM 1N OTCYTCTBMN 3HAYUMMOTO
BVISIHUSI MATPUUHBIX KOMMOHEHTOB Ha MacC-CnekTpasib-
HOE MOATBEPXAEHME aHANINTOB, UTO KPUTUYECKN BaXKHO
ANS VICKOUEHVIS IOKHOMONOXUTEIbHBIX Pe3y/IbTaToB.

MpeaBapuTeNbHO 6bIIO YCTaHOB/EHO, YTO BO BCEX UC-
NoNb3yeMbIX PACTBOPUTENSX W aHaAU3MpyeMblX 06-
pasLax OTCyTCTBOBa/M XpoMaTorpadpuyeckme MuKK,
MellaroLye ornpeseneHno NecTuumaoB. PesynbTtaThbl
CpaBHeHWs, NpeACTaBNeHHble B Tabnuue 3, cBUAETENb-
CTBYIOT O TOM, YTO pa3paboTaHHbIN MeTo obecneunBaeT
YA0BNETBOPUTENbHYH CTE€MNeHb BblAeNeHUs 60/bLUNH-
CTBa COeAMHEHNIA N HEOBXOANMYH OUMNCTKY SKCTPAKTOB.

Tabnnua 3
AHa}'IlIEITI/ILIeCKI/Ie XapakTepuCTUKN MeToja onpejesieHns CoAepXXaHusa 22 necTMumaoB B nogMope nyen
Table 3
Analytical characteristics of the proposed method for determining the content of 22 pesticides in bee mortality
AHanut JInHeiiHocTb R? | CTeneHb BblaeneHus, % LOD*, MKr/Kr LOQ**, MKr/Kr
AnneTpuH 0,990 94 0,0055 0,0165
bednybytamumg 0,996 97 0,0048 0,0144
BpomdocaTrnoBbIn 0,978 89 0,0045 0,0135
[AviknounmeTt 0,985 93 0,0044 0,0132
[Anmenunapat 0,995 92 0,0048 0,0144
3oKcamuy, 0,992 94 0,0046 0,0138
Mekapb6am 0,987 95 0,0052 0,0156
MeTnaaTmoH 0,995 91 0,0061 0,0183
MeTonpeH 0,992 96 0,0047 0,0141
Mponagoc 0,983 92 0,0044 0,0132
MpounmMnaoH 0,987 94 0,0062 0,0186
TpaHc-xnopaaH 0,981 94 0,0062 0,0186
TpuagnmeHon 0,993 93 0,0043 0,0129
Tpudnymumson 0,997 93 0,0047 0,0141
deHoKcnKkapb 0,985 90 0,0049 0,0147
PeHTOAT 0,978 91 0,0061 0,0183
PepumM3oH 0,999 98 0,0043 0,0129
PunpoHun 0,998 91 0,0041 0,0123
Pypanakcmn 0,986 88 0,0056 0,0168
XuHandoc 0,982 96 0,0055 0,0165
XnHOMEeTMOHAT 0,993 88 0,0053 0,0159
XnopbeHsung 0,996 93 0,0054 0,0162

*Mpeaen obHapy>XXeHNs aHannTa
** MpeAen KONNYECTBEHHOrO onpeeneHust aHanunTa

ATPAPHBIA BECTHUK CEBEPHOIO KABKA3A | TOM 16 Ne 1/2026

107
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B Ttabnuue 3 npeacTtaBneHa NnHenHocTb R? > 0,98.
MonyueHHble KO3GPULMEHTLI geTepMuHaumm (R?) ans
BCex aHannToB npeBbiwann 0,98, uTo NoATBepXAaeT
XOPOLUYH MHENHOCTb 3aBUCUMOCTU CUFHanNa oT KOH-
LeHTpauMn BO BCeM uccrefyeMoM guanasoHe. OT-
KNOHeHMe 06paTHbIX pacyeToB KOHLEHTpaLMiA oT 1c-
TUHHbIX 3HayeHUn He npeBbiwano 20 %. Beicokue
nokasartenu ussnedeHus (97-98 %) oTmeyeHbl Ans
b6edpnydbyTammga n pepriM3oHa, YTO CBUAETENbCTBYET
06 OMTMMaNbHOCTU YCNOBWUIA 3KCTPaKUUW ANA AaH-
HbIX BellecTB. Heckonbko 60/siee HU3KME 3HaueHus
ana dypanakcmna u xumHomeTtroHata (88 %) moryT
6bITb CBSI3aHbl C UX YaCTUYHOWM copbuunenn Ha 3Tane
OUNCTKN WNAN OCOBEHHOCTAMU GU3NKO-XUMUYECKUNX
CBOWCTB, OAHAaKO MOJyYeHHble 3Ha4YeHus MOoJHO-
CTbIO COOTBETCTBYHOT KPUTEPUAM MPUEMAEMOCTU ANS
MY/IbTUOCTATOUHbIX MeToZ0oB aHanusa (70-120 %)
[17; 18]. Pa3paboTaHHbIN aHANUTUYECKNA MeTog,
NPOAEMOHCTPMPOBAN BbICOKYH UYYBCTBUTENIbHOCTb,
UTO MOATBEPXJAeTCA onpejeseHHbIMU npesenamu
o6HapyxeHus (Limit of Detection, LOD) 1 konuye-
cTBeHHoro onpegeneHusa (Limit of Quantification,
LOQ). 2Tn npegensl 66 yCTAaHOBAEHbI NMyTeM CpaB-
HeHWA LyMa B NYCTbiX 06pa3Lax c CUrHanamm nectu-
UMAO0B NP HN3KNX KOHLEHTPaLUaX, MCNOoAb3ysi COOT-
HoweHre curHan/wym (3x gna LOD n 10x ans LOQ).
MonyuyeHHble 3HadeHuss LOD-LOQ (0,0041-0,0062
1 0,012-0,018 MKrI/KI COOTBETCTBEHHO).

B pa6ote /1. A. OcuHueBoii [19] npuBoanTca nccne-
fOBaHVe cybneTanbHOro oTpaBneHnNs GpUNPOHUIOM.
TOKCMUYHOEe BO3JeNCTBME B OTHOLLUEHUN MEeTOA0HOCT-
HOW Nuenbl cocTaBwno 0,013 MKr Ha Nyeny, B TO Bpems
KaK pa3paboTaHHas HaMu MeToAMKa Ha onpeseneHue
22 aHanMToB Noka3blBaeT 3HaueHus LOQ 3HauuTenb-
HO HUXe MaKCMMaNbHO AOMNYCTUMbIX ypoBHel (MAY)
4N NOA06HBIX COeAVIHEHWIA B MPOAYKLNN NYenoBoa-
CTBa, YTO AenaeT MeTOANKY MPUTrOAHON AN KOHTPOAS
faxke c/efoBbIX KOIMYECTB NecTULMAOB, CNOCOBHbIX
BbI3BaTb XPOHNYECKYH MHTOKCUKALMIO MYeNNHbIX ce-
Me.

B pa6oTte Pouika [20] n EpmunoBsa [21] cTeneHb n3Bne-
yeHUs ana paga dochopopraHMYeckmx NecTunioB
coctaBnana 85-95 %, UTo COMOCTAaBMMO C HALUMMU
pe3synbTataMmu. NpenmyLLecTBoM pa3paboTaHHON Me-
TOAVKN ABNSETCA pacLUMpPEHHbIA nepeyeHb 0AHOBpe-
MEHHO ornpejensieMblx coeAuvHeHWin (22 BeluecTBa)
N COKpallleHHoe BpeMsi aHanmsa (mMeHee 21 MUH),
UYTO MOBbILLIAET NPOU3BOAUTENLHOCTL 1abOPaTOPHbIX
nccnesoBaHUiA MO CPaBHEHUIO C TPAAMLMNOHHBLIMU
noaxogamu.

108

MonyyeHHble pe3ynbTaTbl COMacylTCa C  uccne-
[OBaHVEM JpYyrMx aBTOPOB, MPUMEHSBLUMX MeToj
QUEChERS anst aHanmsa necTMyMAioB B CeNbCKOX035M-
CTBEHHbIX 06bekTax [22]. MpenmMyllecTBom paspabo-
TaHHO METOANKMN ABMSETCS PaCLUMPEHHbIA NepeYeHb
OZHOBPEMEHHO OMnpejensieMblX CoeanHeHnii (22 aHa-
NINTa) 1 COKpaLLLeHHOe BpeMs aHanm3a (MeHee 21 MUH),
YTO MOBbILLIAET MPON3BOAUTENBHOCTL S1a60PATOPHBbIX
nccnefoBaHU.

ST1anbl anpobaunmn NoATBEPANAN, YUTO pa3paboTaHHas
MeTOAMKA MOAXOAUT ANS PErynspHoro MpuMeHeHus
B 1a60paTopHbIX MCCNeL0BAHUAX W MOHUTOPUHIO-
BbIX MPOrpaMmax KOHTPOJIA CoAep KaHVs NecTULMAOB
B nogmope nuyén. CoueTaHme BbICOKOM YyBCTBUTE/b-
HOCTW, CENeKTUBHOCTM U YAOBNETBOPUTE/NbHbLIX MO-
KaszaTesieil M3BMeYEHUsI MO3BO/SET PEeKOMeHAOBaTb
METOAUKY AN YCTAHOBAEHUS MPUUUH KakK OCTPbIX,
Tak U XPOHWYECKMX OTPaBEeHUM MUeNnHbIX ceMell.
YCTaHOB/IEHO, UTO Haufydllne pesy/nbTaThl AOCTUra-
HOTCS MpW yKasaHHbIX B Tabnnue 1 ycnoeusix. Wccne-
[0BaHNA OXBaTblBa/iM LUNPOKMIA AMAMNa3oH KOHLEH-
Tpauuii oT HU3KMX (<20 MKr/Kr) A0 BbICOKMX YPOBHEN
(mo 200 mkr/kr).

SAK/IHYEHUE

B pesynbTate nposejieHHOro nccneoBaHUsA paspa-
60TaHa ” BaJMAMpPOBaHa MeTOAMKa ornpejeneHuns
22 nectnumaoB B NogMope nyen MeToAOM rasoBOW
XpomMaTtorpadum c macc-cnekTpometpuein (MX-McC/
MC) c¢ npo6onoarotoBkoii no MeTtogy QUEChERS.
YCTaHOBNEHO, YTO METOAMKa XapaKTepnsyeTcs BbICO-
KO UyBCTBUTE/NILHOCTLIO (Mpesebl KONMUYeCTBEHHOMO
onpeaenerus 0,012-0,018 mr/kr), xopoLueit IMHenHo-
cTbto (R2 > 0,98), NnpriemMieMoii CTeNeHbIo N3BNEYEH s
(88-97 %) 1 cenekTUBHOCTbLIO, YTO COOTBETCTBYET CO-
BpeMeHHbIM KpuTepusam Banujauumun. MNpaktnueckas
3HAYMMOCTb PaboTbl 3aK/IOHAETCHS B BO3MOXHOCTU
npYMeHeHNs MeTOAUKM B JlabopaToOpHOWN MpakTuke
NS YCTAHOBAEHUS NPUYNH TMbenn NYennHbIX cemenn
MpY OCTPbIX N XPOHUYECKUX OTPaBNEHUAX NnecTuym-
AaMu, a Takxe AN MOHUTOPUHIOBbIX UCCef0BaHUA.
MepcnekTVBbl AaNibHENLWNX NCCNef0BaHUI CBA3aHbI
C paclimpeHneM nepeydHs onpejensemMblXx coejniHe-
HUM 1 aganTauver MeToAnKM AN APYrMX 06BHeKToB
nyeso0BOACTBA.
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