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Pazpaborana HOBasi METOMKA OTIPEIEICHUS] KOHIIEHTpauK urynupaaudypoHa B MOYBE HA OCHOBE
BBICOKOD((PEKTUBHON IKUIKOCTHOM xpomartorpaduu c Yd-gerexktupoBanueM. B kauectBe
CTalMOHApHO# (a3bl ucnoib3oBana koyonka Eclipse XDB-C18 (150 x 4,6 MM, 3epHEHHUE 5 MKM,
TeMmeparypa tepmocrata kosoHkd 30°C). MoOunbHO#l (a3oil BeicTymanga cMmech pacTBopa A
(mertanon : 10 MM BogHBIN pacTBOp hopMuaTa aMMoHHMA : MypaBbuHas kuciora = 100 : 900 : 0,12
(mo o6bemMy)) u pactBopa b (Meranon : 10 MM BoaHBIi pacTBOp popMuaTa aMMOHUS : MypaBbUHAs
kucnora = 900 : 100 : 0,12 (mo 06bvemy)). Mcnonap30BaH rpaiu€HTHBIA PEXUM AIIOMPOBAHUS TIPU
cKOpocTH ToToKa 0,5 cM>/MuH. VIeHTH(UKALMAS BEMIECTBA MPOBOAMTCA 110 BPEMEHH YICPKUBAHUS
npu JyHe BOJHBI 260 HM, a KOJMYECTBEHHOE OMpEICNICHHE — METOJO0M aOCOMIOTHON KaTHMOPOBKH.
Okerpakuug  GuaynupagudypoHa U3 TMOYBBI  OCYILECTBIIAETCS JACMOHM30BAHHOW BOJOW IMMOJ
JIEWCTBUEM  YNbTpa3ByKa. OKCTPakT  aHaJIM3UpyeTcss O0e3  JIOTIOJIHUTENFHOW  OYUCTKH.
OtkpbiBaeMOCTh (hrynupaaudypoHa B mouBe cocTaBuia 93,7% A Auana3oHa KOHLEHTpauun
0,5-5 mr/kr. Ilpeaen KOTMUECTBEHHOTO OOHAPYKEHUSI HAXOIUTCs Ha ypoBHE 0,5 MI/KT.

Knrouesvie cnosa: QnynupanudypoH, mnousa, BbICOKOI(P(EKTUBHASA KUAKOCTHAs XpomaTtorpadus
(BOXKX), Y®-nerektupoBanue.

BBEJIEHUE

B 2014 roay moa TOproBeIM Ha3BaHHEM «SIVANTO™), ma MHPOBOM PBIHOK
BBIIIC)T HOBBIM WHCEKTHIUA (Biaynupamudypon (4-((6-xmopo-3-nmupuamimeTin)(2,2-
mudropatiin)amuno)pypan-2(5H)-oH),  pa3paOoTaHHBIE ¥ CHHTE3MPOBAHHBIN
xomnanueir «Bayer CropScience AG» (®PI') [1-3]. B 2015 roay oH momyd4ui
peructparuto B CIIIA, Kanane, Mekcuke, ABctpasmu, ¢ 2016 roma Hauara
perucTpanus «SIVANTO™,, B €BPOIEHCKUX CTpaHax. NucexTnima
baynupaandypoH SBISETCS YICHOM HOBOTO KJjlacca OYTCHOJIMIHBIX WHCEKTUIIUIIOB.
byrenonmunHas mociemnoBaTenbHOCTh, XapakTepHas it QuynupaaudypoHa,
MPUCYTCTBYET W y PACTUTEIBHOTO alKaJouja CTeMO(OJIMHA, BBIICIECHHOTO U3
pacterus Stemona japonica. JlaBHO W3BEeCTHBI HHCEKTHIMIHBIC CBOHCTBA
cremodoIMHa, OHAKO TOJBKO HccienoBatenn «Bayer CropScience» BBISCHHIIN, YTO
UHCEKTUIIMIHOCTh aNKaIouIy oOecreunBaeT UMEHHO OyTeHOIHIHAS
OCJIEIOBATEIBHOCTb. Hewmenkue yYEHbIE CKOMOMHUPOBAIIU JTAHHYTO
MOCJIEIOBATENbHOCTh C  JABYMSI XUMHUYECKMMM TMOCHEIOBATEIIbHOCTAMU IS
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MOBBIMNICHUST A()(PEKTUBHOCTH U CEIEKTUBHOCTH AaKTUBHOTO KOMIIOHEHTAa: B
JOTIOJTHEHUE K TPUPOAHOW  MOCIENOBATEIBHOCTH  OBUIO  MPUCOEAMHEHO
XJIOPUPOBAHHOE MHUPUIUHOBOE KOJBIIO, KOTOpOE, Kak ObUIO paHee YCTaHOBIICHO,
3¢ (PEeKTUBHO TPOTUB HHCEKTUIIUIOB, a TAKXKE HOBBIM AKTUBHBIA WHTPEIUEHT —
KOpOTKasi (IyOopHHOBasl yrjepojaHas lienb. B urTore ObUT CO3aH TECTUIUA C
OTJIMYHBIM 3KOJIOTUYECKUM MPOUIEM — BBICOKON CEIEKTUBHOCTBHIO 1O OTHOLIECHUIO
K HACEKOMBIM-BPEAUTENSAM, [aKE€ YCTOMYMBBIM K JPYTHM KOMMEPYECKUM
MHCEKTUIAAM (B YaCTHOCTH, K TaKHUM COCYIIMM HAaCEKOMBIM, KaK OEJOKpBLIKA U
TJsI), ¥ TOJICPAHTHOCTHIO K OOJBIIMHCTBY TIOJIE3HBIX HACEKOMBIX (HAIMpHUMep,
muenam). K ToMy K€ JaHHBIA HMHCEKTHUIMI MOXET HCIOJb30BATHCS BO BpEMs
uBeTeHus pactenuit [1, 2, 4]. [lectumm pa3penieH K MPUMEHEHUIO Ha OOJIBIINHCTBE
3€pHOBBIX, OBOIIHBIX U TUIOJIOBBIX KYJIBTYp, Opexax (KpoMe MUHJAJA) U SITOJJHUKAX
[3].

Onynupaau@ypoH — HOBBIM TECTUIUA, M K HACTOAIIEMY BPEMEHU €ro
DKOTOKCUYHOCTb W BpPEA 30POBBIO0 UEJIOBEKA OINPENEIECHBl JIMIIb YaCTUYHO.
CornacHo 6a3e AaHHBIX MEXIyHApOJHOTO COK03a TEOPETUYECKOM M MPUKIIATHOU
xumun (International Union of Pure and Applied chemistry, IUPAC) [5], nectunua
XapaKTEPU3yeTCs] YMEPEHHOW TOKCUYHOCTBIO IO OTHOUIEHUIO K MJICKOIIMTAOIINM,
NTUIAM, pbl0aM, BOAHBIM OECIIO3BOHOYHBIM, JOKJEBBIM YEpPBSIM W HHU3KOM — TIO
otHomeHuto K mmuenam (JIZI50 cocrabmser 122,8 MKIr/oco0b B TeCTe€ Ha OCTPYIO
TOKCUYHOCTb MPU KOHTAKTE B T€UeHUE 48 1), BOJHBIM PACTEHUSIM U BOJIOPOCIAIM. UTo
KacaeTcsl MOYBEHHBIX MHUKPOOPraHU3MOB, TO (GuIynupaaudypoH B KOHIIEHTPaLUU
3,34 MI/Kr MOYBbI OKa3bIBAET HA HUX HE3HAUMTENIbHOE OTpULIATeNbHOE AciicTBuE. B
MOoYBE TMECTUIMJ Jerpaaupyer ¢ oOpa3oBaHUEM  O-XJIOPHUKOTHHOBOM U
mudTopykcycHol kucioT. Ilectuuua He SBISETCS KaHIEPOT€HOM, MYTareHOM,
HEUPOTOKCUKAHTOM, SHAOKPHUHHBIM JU3PANTOPOM U KOKHBIM pa3Ipa)KUTENeM IS
yesioBeka. /[0 KOHIa He HMCCIIEOBAaHO €ro JIEMCTBUE HAa PENPOAYKTHBHYIO CHCTEMY
YyesioBeKka U pa3BuTue mioaa. CoBceM HET JaHHBIX O BIUsHUM GiaynupaaudypoHa Ha
JbIXaTEJIbHYI0 CUCTEMY W 3pUTEIbHBIN anmnapar yejoBeka. B menoMm, s Hero nopor
tokcukonorndeckor yrpo3sl (Threshold of Toxicological Concern, knacc Kpamepa)
onpeneneH kak Bbicokui (kmacc III). [laHHbld mMoOKa3atelb MCHOJB3YIOT JUIs
XapaKTePUCTUKNA TOKCUYHOCTH BEUIECTBA MPU HAIMYUHA MAJIOTO KOJIMYECTBA JaHHBIX.
B xnaccudpukatoper WHO, CLP 2013, EC Risk, EC Safety, US EPA
bnynupaaudypoH He BHeceH [5].

Ha teppuropun Pecniyonuku benapych 1o 2017 roga MHCEKTUIIMABI HA OCHOBE
daynupagudypoHa HE PErUCTPUPOBAIUCH, IMOATOMY HE OBUIO YTBEPKIEHHBIX
METOMK UACHTU(PUKAIMK U KOJIMYECTBEHHOIO OmpejaesieHus QuynupaaudypoHa B
00BbEKTax OKpyXawllei cpenbl. B 1e10Mm, CymiecTByOT TOJBKO  METO/IBI,
npeiokeHHble kommnanued «Bayer CropScience AG» u ocHoBanHbie Ha BDXKX ¢
TaHgeMHON Mmacc-cnektpomerpuerr (MC/MC) [6-9], uTo memaer WX AOPOTUMH H
OTPaHUYUBAET MX IIHPOKOE MPUMEHEHHE B aHAIUTHYECKHX Jabopatopusix. Llenbio
HaIlUX  WCCIICIOBAaHWN cTajga pa3paboTka METOAWKH  HWACHTH(PUKANUA |
KOJMYECTBEHHOTO oOmpeneneHus B 1mouBe (aynupaaudypona. KonTponp 3a
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COJIEp’)KaHUEM HMHCEKTHIMJA B MOYBE MPUBEACT K MUHUMHU3ALUU €T0 BIMUSHUSA Ha
3JI0POBbE HACEJICHUS U OKPYKAIOIIYIO CpEy.

3KCINEPUMEHTAJIbHASI YACTD
QDu3uko-xumuueckas xapakmepucmuxa gaynupaouypona

HazBanwue cornacuo IUPAC:
4-((6-chloro-3-pyridylmethyl)(2,2-difluoroethyl)amino)furan-2(5H)-one (puc.1) [5].
Haspanwme cornmacao Chemical Abstracts Service (CAS):
4-(((6-chloro-3-pyridinyl)methyl)(2,2-difluoroethyl)amino)-2(5H)-furanone [5].
Haspanwme cornacuo Preferred Identification Name (PIN):
4-([(6-chloropyridin-3-yl)methyl](2,2-difluoroethyl)amino)furan-2(5H)-one [5].
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Puc. 1. CtpykrypHas hopmyna ¢paynupaaudypoHa.

Xumunueckas popmyna: CioHq;CIF,N,O,
Mounekynsipuast macca: 288,68 r/moub.
dusuko-xuMHUYeckue cBoiicTaa [5]:

— Oeblii MOPOUIOK CO CIa0bIM HEXapaKTEPHBIM 3allaXOM IIPU YMCTOTE BEILECTBA OT
99,4%;

— Temmeparypa 1iasieHus — 69°C;

— ToukKa paznoxenus — 270°C;

—  PacTBOPUMOCTb B OPraHHYECKHX pacTBOpHTesix mpu 20°C (r/am’): MeTaHome —
250,0; v-rentane — 0,00005, stunanerare — 250,0; Tonmyone — 3,7;

— pactBopumocTb B Boze ipu 20°C (r/am’) — 3,2;

— maxcumyM Y®-miornomenus (1 X Moib - X eM ) — pH 7.0 : 213 Hm = 9615;
259 um = 25800; pH 2.0: 214 um = 9389, 259 um = 26577; pH 10.0 : 213 um =
9996; 259 um = 25955;

— CTaOUIBLHOCTH B BOJHOM cpene Ha cBety nipu PH 7, DT50 (man) — 0,35;

— ko3 dunueHT pacnpeaeneHus H-oktaHos/Boaa npu 20°C, pH 7 (K, log P) —

1,2;
— Jerpamanusi B MouBe B a’3poOHbIX jabopatopHbix yciaoBusx mpu 20°C, DT50
(man) — 57,1,

— JIerpajanys B MOYBE B a9POOHBIX MONEBBIX ycioBusax, DTS50 (man) — 130.
Obopyooeanue, peakmuegul, yc108us npo8eOeHUs AHANU3A

MeTtoauky pa3pabaThiBajid Ha KHIKOCTHOM Xpomartorpade Finnigan Surveyor
(Thermo Scientific) ¢ wmatpuunsiM  ¢oroauoansiM aerekropom PDA  Plus,
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OCHaIIeHHOM XxpomaTtorpaduyeckoit koioukoit Eclipse XDB-C18 (Agilent) (nnmHa
150 MM, BHyTpeHHHH nauamerp 4,6 MM, 3epHeHHME 5 MKM). Xpomartorpad
ynpasisuics nporpammoit ChromQuest 5.0. B kaudecTBe craHZapTHOrO BeEIECTBA
ucnoap3oBain Gaynupaaudypon ¢ coaepxkanrem 99.4 % (Bayer CropScience AG).
KoHmeHTpaiiuss OCHOBHOTO  CTaHJApTHOTO  pacTBopa  ¢uiynupagudypoHa B
aneronntpriie HPLC grade (Fisher Scientific) cocrasmsuia 100 mxr/cm®. Pactsop
MOXKHO XpaHUTh mpu Temieparype 2—-4°C B Teuenue 7 mecsieB [6]. Pabouwmii
CTaHAAPTHBINA pacTBOp (uyrmpaxudypona B aeroHn30BaHHON Bozxe (1,0 MKr/cM®) u
rpayupoBOYHbIE pacTBOpHl  QuiynupaaudypoHa He XpaHwid. [pagyupoBky
MPOBOAMIIN TOJBKO C HCIIOJIB30BAHMEM BOJHBIX pacTBOpoB ¢uiynupamudypona. [lo
cBeIeHUsAM U3 [6] daynupanudypoH B BOJHOM pacTBOpE CTAOHIICH JIMIIb B TEUYEHHUE 3
aueii mpu —18°C.

Jlnst newoHW3anMKM BOJABI HMCHOJIb30Banu npubop Barhstead Easy Pure |l
(Thermo Scientific). Jlns mnpuroToBJICHHUS BapUAHTOB MOOWJIBHON  (a3bl
ucnonb3oBaau Meranon HPLC grade (Panreac), ammonmii gopmuar, 99% (Acros
organics), MypaBbHHYIO KUCIOTY, 85% (3AO «BekTony), aerat Hatpus, 99% (Acros
organics), ykcycHyro kucioty, jensnyio (3AO «Bekrton»). [ns ¢uabTpoBaHus U
Jera3aiid ~ KOMIIOHEHTOB ~ MOOWJIBbHOW  ¢a3bl  NPUMEHSUIM  BaKyyMHYIO
¢unbTpoBanbHyto yctaHoBKY DURAN, ocHailleHHYI0 HEMJIOHOBBIM MEMOpPaHHBIM
GuisTpoM quamerpom 47 mm ¢ auametpom mop 0,45 mxm (Agilent Technologies) u
MOJIKJIIOUEHHYIO K BakyyMHoMy Hacocy Rocker 300. [Inst punbTpamuu 3KCTPaKTOB
MICIIOB30BAIN IIIPHIL 0GBEMOM 3 CM° U IIEIUTIOIO3HBIC MEMOpPaHHbIE (BUIBTPBI IS
mmpuies Econofilter 25/0,2 mxm (Agilent Technologies, CIIIA).

3HaueHHe OTKpbhIBaeMOCTH GuynupagudypoHa B TIOYBE YCTaHABIMBAIU
METOJIOM «BBEJCHO-HAWACHO». B MOJENBbHBIX JKCHEPUMEHTaX HCIOJIb30BaJH
MOYBOrPYHT «I'pyHTOBUY» (COCTaB: OMOrymyc, Top( mepexonHOM, 3eMilsl JepHOBas,
3€MJISL JINCTOBAsI, MBITBIN PEYHOM IMECOK, IPEBECHBIC OMMIIKU, TPEHAXK KEPAM3UTOBBIN,
MHUKPO- U MAKPOIJIEMEHTHI), KYTUICHHBIN B Mara3uHe.

3nauenne otkpbiBaeMoctd (R, %) B ToOYBEe HAaXOAWIM KakK OTHOIICHUE
KOHIICHTpAIMK MeCTUIaa (MI/Kr), SKCTparupyeMoi M3 MOYBbl M OOHAPYKEHHOW ¢
MOMOIIBIO Pa3pabOTaHHON METOIWKH, K KOHIIGHTpAIlMU TECTUIM]A, BHECEHHOU B
MOYBY, B IIepecyeTe Ha MPOLICHTHI.

Konnenrpanuto daynupamupypona (X, MI/KT) pacCUHUTHIBAIN, HCXOIS H3
KOHIICHTpAIIMU TEeCTUIMAa B XpomarorpadupyeMoM pacTBOpe, HaWICHHOW 10
rpagydpoBOYHOMY TpaduKy, B Tmepecdere Ha OOBEM BOIbI, HCIOJIB3YEMBIA IS
skerpakiu (25 cM®), ¥ HaBecKy IPOOBI MOUBBL, 0OTOOpaHHOM s aHamm3a (0,005 kr).

[Tpenen xonmuuecTBenHoro onpeaencuus (limit of quantitative detection, LQD)
(MKT/cM®) IS BOZHOTO CTAHZAPTA MECTHIHMAA OBUI TPHHAT KaK PAaBHBIA €ro
KOHIICHTPAIlM B MUHUMAIBHON TOYKE IPalyHPOBOYHOTO Tpaduka.

Jlnama3oH omnpeneNnseMblX KOHIIGHTpAaUui (MI/KT) TECTHIUIA B TOYBE
paccuMThIBaIM, MCXOAS W3 MHUHHMMAJIbHOW OOHApYXKMBAaEMOW KOHIICHTPAIUH
¢nynupagudpypoHa M MaKCUMalbHOM  TecTupyemMoil  KoHueHTpauuu. LQD
¢uynmupagudypona B mouBe (MI/Kr) ObUT NPUHAT KAaK PaBHBIA MHHHMAaJIbHON
0OHapyKMBAaEMOU KOHILIEHTPALINH.
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CraTuCcTUYECKHA aHAMW3 Pe3ylIbTaTOB MPOBOAWUIIHN, HWCIONB3YS (DYHKITUU
nporpammbl Microsoft Office Excel 2007 (p = 0.05). /loBepuTenbHBI HHTEpBAI
(4R.,) Beruamcisum 1o Qopmyne, mnpenacrasieHHod B [10] anst oTHOCHTENBHBIX
MeTos0B, ipu N = 6 u p = 0.05.

PE3YJBbTATBI U UX OBCYXAEHUE

YdeHble M3 UCCIIEI0BATEILCKOTO IIeHTpa kommanuu «Bayer CropScience» B
Momnreiime-Ha-Peiine (I'epmanust) pazpaboranu anamutudeckuid meton Ne 01074 s
onpeneneHuss ocTaTkoB (uynupanudypoHa B moyBe Ha ocHOBe mertona BIXKX-
MC/MC [8]. XpomaTorpad Obut ocHamieH koionkoi Luna C18 Phenomenex (50x2
MM, 3epHeHue 2.5 MkM). Hamu ams  pa3paOOTKM METOIUKH  ONPEHIEICHUS
MHUKpOKOJIM4YecTB (aynupanudypoHa B mouBe Obuta BbIOpaHa Kojonka Eclipse
XDB-C18 (Agilent) (150x4.6 Mwm, 3epHEHHE 5 MKM), He YCTymaromias Io
AHAJTATHYCCKUM XapaKTEPUCTHUKAM BbIIICyKa3aHHOW KoJIoHKe (kKak ¥ B MmeToze [8],
ObLJIa UCIOJIb30BaHa OOpalleHHO-(pa3Hast XxpomaTorpadus, Mpu KOTOPOH B Ka4eCTBE
HEMOJIBIKHOM (pa3bl BHICTYIIANIa HEMOJSPHAST KOJIOHKA, 3allOJIHEHHAs COPOCHTOM Ha
OCHOBE cujukarenis ¢ paaukaiom x-oktaaenwioM (C18)). Temneparypa Tepmocrara
KOJIOHKH B Metone [8] Obuta 60°C. B Meroamke, Mpeayio)KeHHONH HAaMH, TEPMOCTAT
KOJIOHKM ycTaHaBiuBaercs Ha 30°C.

Omnpenensist ~ ATUHY ~ BOJHBI  JIETEKTUPOBAHUS baymupanudypoHa,
PYKOBOJICTBOBAJIMCH BBIIICTIPEICTABICHHBIMI JaHHBIMU M3 [5], TAe yka3aHo, 4YTO
makcumyM Y @-niornomenust paynupanudypona npu pH 2—10 naxogutcs Ha 259 HM.
Hcnonp3ys Bo3MokHOocTH jerekropa PDA Plus, Hamu ObL1 TOJIYYEeH CIEKTP
norjomenus (aynupanudypoHa B BOJ€ W YCTAaHOBIEHO, YTO Makcumym YO-
noryomieHus ¢gurynupaandypoHa B Bojie Haxoautcs Ha 260 HM. JlaHHOE 3HaueHHE U
CTaJIO JJIMHOW BOJIHBI ACTEKTUPOBaHUs QurynupaandypoHa B Halie METOIUKE.

B merone [8] B kauecTBe MOOMILHOU (Da3bl UCIIONIB30BAIM CMECh PACTBOPOB A
(0,9 e BOAkI, 0,1 am° MeTanoza, 0,12 oM’ MypaBbUHOU KUCIIOTHI, 10 MM dopmuara
ammonus) u b (0,9 am° MeTanoia, 0,1 M BoAnI, 0,12 oM’ MYypaBbUHOU KUCIOTHI, 10
MM ¢opmuara ammonusi). Pexxum smroupoBanust GaynupaaudypoHa mpeacTaBis
coboit 6-tu-crynenyatsiii rpagueHT: 0,0 mun — 80% — pactBop A, 20% —
pactBop b; 2,0 mun — 40% — pactBop A, 60% — pactBop b; 2,10 mun — 5% —
pactBop A, 95% — pactBop b; 4,0 mun — 5% — pactBop A, 95% — pactBop b;
4,10 mun — 80% — pactBop A, 20% — pactBop b; 7,5 mun — 80% — pactBop A,
20% — pactBop B. CkopocTh moTOKa MOGMIBHOHN (aspl Obuta 0,4 cM>/MuH. Bpemst
xpoMatorpadupoBaHusl COCTABISIO /,5 MUH, BpeMs Beixoaa (uynupamudypona —
oxoJ10 2,0 MuH.

B kadecTBe MOOMIBHOM (ha3bl HAMH TECTHPOBAIUCH CIEAYIONINE BAPUAHTHI:
1) pactBop A — metano1, pactBop b — 0.02 M Na-aneratusiii 0ydep (pH 4.0) [11], 2)
pacTBOp A B coOTHOLIEHUH «MeTaHou : 10 MM BoaHBIN pacTBOp hopMHaTa aMMOHHS
: mypaBbuHas kuciota» = 100 : 900 : 0.12 (mo o6beMy), pactBop b B cooTHOIIEHNH
«metanod : 10 MM BoaHBINM pacTBOp (hopMuaTa aMMOHHUS : MypaBbUHAsL KUCIOTa) =
900 : 100 : 0.12 (o oobemy) [6, 8]; 3) pactBop A — anerouutpui, pactsop b — 0.02
M Na-anerarubiii 0Oydpep (pH 4.0). B utore, B kauecTBe MOABKMKHOM (ha3bl ObLia
BbIOpaHa cMech MeTaHoja ¢ NHy-popmuaraeim Oydepom (BapuaHT 2), MOCKOIBKY
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WCIIOJIb30BaHUE JaHHOTO OJmoeHTa Ha Kojonke Eclipse XDB-C18 (Agilent)
(150%4.6 MM, 3epHEHHE 5 MKM) IO3BOJIMJIO IOJYYHUTh XPOMATOrpapUUeCKHid IMHK
baynupaaudypoHa ¢ HanOOJbIIEH IJIOIMIAABI0 U CUMMETPUIHON (POPMOI.

Takke TECTUPOBANUCh  PEKHUMBI  DIIOMPOBAHUS — TPAAUECHTHBIA U
W30KPATUYECKUIA TIPU OJHOM M TOM ke MOOMIIbHOM (hase (BapuaHT 2 — CMECH METaHoJIa
¢ NHj-popmuataeiM Oydepom). YciaoBUS TPaAHMEHTHOTO PEKHUMa DIIOUPOBAHMS,
UCMOJIb30BaHHBIE B MeToze [8], He moka3amu ceds Kak ONTHUMalbHble Ha KOJOHKE
Eclipse XDB-C18. B xoxe wucciegoBaHus OBLIM yCTAaHOBJICHBI CJICIYIOIINC
yCIOBHS: 4-X-CTYNEHYAThIN IPpaJUeHT ¢ HAYaJIbHBIMU M KOHEYHBIMH MapaMeTpaMHu:
90% — pactBop A, 10% — pactBop b, mpomexyrounsiMu mapamerpamu: 33% —
pactBop A, 67% — pactBop b. Bpems xpomaTorpadupoBaHus COCTaBIsLIO 22 MUH
(16 Mun — pazgeneHve U1 6 MUH — KOHJAMIIMOHUPOBAHUE KOJIOHKU JI0 MCXOJHBIX
napamMeTpoB TpaJMeHTa), BpeMs BbixoAa ¢uaynupaaudypoHa — okono 9,8 MuH.
CKOpPOCTb [IOTOKA MOGHIIbHOH (hasbl GblIa ompenencHa Ha ypoBre 0,5 cM>/MuH.

B wurore, ObUlM yCTAHOBJIEHBI CIIEAYIOIIME YCIOBUS XpomarorpadupoBaHus,
KOTOPBIE HMCIIOJIB30BAINUCH MPU MOCTPOECHUH KaIMOPOBOYHOTO Tpaduka, a Takke Mpu
aHaJIM3€e BOJHBIX PACTBOPOB M TMOYBEHHBIX BBHITSHKEK GuynupaaudypoHa: KOJOHKa
Eclipse XDB-C18 (150 x 4,6 mwm, 3epHeHHE 5 MKM), TeMIepaTypa TepMocTaTa
kojionku 30 °C, nonBuxHasa (aza — cMech pactBopa A (Meranon : 10 MM BoaHbIH
pactBop popMuara aMMoHus : MmypaBbunas kuciaora = 100 : 900 : 0,12 (o o0bemy))
u pactBopa b (Meranon : 10 MM BoaHbIi pacTBOp (popmMuaTa aMMOHUS : MypaBbUHAs
kuciota = 900 : 100 : 0,12 (mo oO6bemy)), rpaAMEHTHBIA PEKUM DIIFOMPOBAHMS,
CKOpPOCTh MTOTOKa 0,5 cM>/MHH, JeTeKTHpoBaHKe mpr 260 HM.

JIMHEWMHOCTh METOAMKHM ONpENe/sId HAa S-TM  YPOBHSIX KOHLEHTPALHM
baymupamudypona B Bome (0,05; 0,1; 0,25; 0,5 m 1 MKr/CM3). Ha puc. 2
NpeACTaBlI€Ha  3aBUCUMOCTh  IJomagd nuka (A) OT  KOHUEHTpaluu
baynupamudypona (c) A = f (¢) mo A = 260 HM, COOTBETCTBYIOIIAsI YPABHEHHIO
y = 1469450-x — 21198,6. Kosddumuent woppensiiun coctaBui 0,998560, uto
CBUACTEIHCTBYET O JTUHEHHOCTH METOJNKHU B BEHIOPAHHOM JHAana3oHe KOHIICHTPAIUil.
LQD Bommsix cranmaptoB ¢iymmpanudyposa coctasmsit 0,05 MKr/cM®, THHEHHBIH
JIMara3oH JAeTeKTupoBanus — 1,25 — 25 Hr.

Hcnonb3oBaHne M30KPATUUYECKOTO PEeXUMa AIIOMPOBAHUS MOOMIIBHOU (ha3oil
B COOTHOIIIEHHWU pacTBopa A k pactBopy b = 33 : 67 mo o0beMy Ipu CKOPOCTHU
motoka 0,4 CM°/MHH He TO3BOJHIO OTHENHTh XPOMATOrpadUUEcKHil MHK
baynupagudypoHa OT COCEIHUX, T[OITOMY JIaHHBIH pEXUM Jajiee He
UCIIOJIb30BAJICS.
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150406 4 External Standard Curve

Average RF: 1.40108e+006
RF StDev: 135436.
RF %RSD: 9.67085

Scaling: None

LSQ Weighting: None
L 0e005 Force Through Zero: Off
Replicate Mode: Replace

Area

Linear Fit ax+b
a =1.46945e+006
b=-21198.6 N

500000 - Goodness of fit (1"2): 0.998560

T T T T T

0.0 0.2 0.4 08 0.8 1.0
Amount (mkg/ml)

Puc. 2. I'panyupoBOUHbBIA Tpaduk, OTpa’karoUUi 3aBUCUMOCTb CPEHETO 3HAUYCHUS

IJIOIIAAM THKAa Ha XpoMarorpamMMmax oOT KOHUEHTpanuu daynupaaudypoHa B
pactBope (MKr/cM’).

Ha puc. 3 nmnpeacraBieHa xpomaTorpaMma BOJHOIO  CTaHaapTa
duymmpanudypona B MuanManbaoit (0,05 Mxr/cm®), Ha puc. 4 — MakcuManbHOI (1

MKI/CM’) KOHIIGHTPAIINH U3 TPAaLyHPOBOYHOTO rpaduka IpH rPAIUCHTHOM PEKIME
DIOUPOBAHUS.

04 — [40
Name
5 20 ] & 120 5

el
z

0 4 =] -0

T T T T T T T T T T T T T T T T
0 2 4 6 8 10 12 14 16 18 20

PD A-260nm Resulis

(System (12/2/2016
1:09:22 PM)
(Reprocessed))

Pk # Nawe Retention Time Area Concentration

1 flupyradifurone 9573 79063 0050 CAL

Puc. 3. XpomaTorpamma BOJHOTO cTaHAapTa (uynupamudypoHa B MUHUMATbHOMN
(0,05 MKr/cM®) KOHIIEHTpAINK U3 PagyHpOBOYHOrO rpaduKa.
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Name
150 - 150

100 4 - 100

Vort
Vot

50 4 50

>
=

T T T T T T T T T T T
0 2 4 ] 8 10 12 14 16 18 20
Mhees

PD A-2601mm Resulis
(System (12/2/2016
12:29:55 PR)
(Reprocessed))

Pk # Name Retention Time Area Conceniration

1 flupyradifurone 9433 1462899 1.000 CAL

Puc. 4. XpomatorpamMma BOAHOTO cTaHaapTa QuynupagudypoHa B MaKCUMaIbHON
(1 MKr/cM®) KOHIICHTPAIIMU U3 TPalyuPOBOYHOTO Irpaduka.

B wmetone [8] koppensums Mekay BBEICHHBIM KOJHYSCTBOM oOpasla u
OTBETOM JIETEKTOpa Oblja JTUHEHHOM I CTaHIAPTHBIX PACTBOPOB B Auamna3oHe oT 1
10 100 Mkr/mm® (xorddunment xoppensuu 0,9973).

Merton [8] npeaycmarpuBaet skcTparupoBanue GuynupaandypoHa U3 MouBkI
(20 T) CMEChIO BOJBI ¢ aeTOHHTPHIOM (4 : 1 o 06beMy, 40 cM®) B MHKPOBOIHOBOM
sKcTpakTope B Teuenue 3 muH mpu 250 BT. [lepen BBogoM B xpomatorpad sKCTpakT
neHTpudyrupyoT. B paspaboTaHHOl HaMU METOAUKE MJisi aHAIM3a OTOUPAIOT HE
meHee 1 kr mouBbl. OOpasmpl TOYBHI TMOJCYIIMBAIOT HA BO3AYyXe B TEMHOTE,
MOMEIIAIOT B TEPMETUYHYIO TOJUITUICHOBYIO Tapy M XpaHAT MPU TEMIIepaType
4-6°C ne Oomee 4 Hemenb. [ns IIUTENBHOrO XpaHEHHs OOpPA3Lbl TMOYBBI
3aMOpPaXUBAIOT U XpaHAT npu Temmepatype —18°C. Ilepen aHann30M CyXyro MOYBY
MPOCEUBAIOT YEpe3 CUTO C OTBEpCTUAMH AuameTrpoM | mMm. DuynupaaudypoH
AKCTparupyroT u3 nousbl (HaBecka 0,005 kr) 25 cM® JIeHOHM30BAHHON BOIBI TIOJ
JEHCTBUEM YIIbTpa3Byka B TeueHHe S5 MUH. CTETNeHb HM3BICYCHUS BEIIECTBA IPH
OJTHOKPATHOM SKCTPaKIMKM COCTaBIIIET B cpeaHeM 56%. [loBTopHas skcTpakuus 25
oM’ JIEMOHU30BAaHHON BOJIBl YBEJIIMUMBAET CTENEHb H3BJeueHus auiib Ha 0,75%.
Tperbst OSKCTpakumsi 25 cM° [IEHOHH30BAHHON BOABI HE H3MCHSET CTCIICHD
W3BJICUCHUS. BcneacTBue OTOTO 1e7Iecoo0pa3HO HMCIOJIb30BaTh  OJHOKPATHYIO
IKCTPAKIINIO, TTOCKOJIbKY MTOBTOPHAS SKCTPAKITUS HECYIIIECTBEHHO MOBHIIIACT CTETICHD
W3BJICUCHUS, HO YBEJIMYMBACT B 2 pa3a 00bEeM OHKCTPAKIIMOHHOM CMecH W,
COOTBETCTBEHHO, B 2 pa3a YMEHBIIIAET UYYyBCTBUTEIHLHOCTh METOJIUKH. AJMKBOTY
JKCTPAKTA MEPEHOCAT B IIIPHUI] 00BEMOM 3 cM°, GUIBTPYIOT dYepe3 LEeIITFNO3HBIN
MeMOpaHHbId (QWIBTP B BUANY Uil XpoMarorpaupoBaHus U aHAIU3UPYIOT TMpU
YCIIOBUSAX XpoMaTorpadupoBaHusi, yKa3aHHbBIX BBIIIIE.

Crneun(pu4HOCTh METOAMKHA OLEHUBAJIM [0 BPEMEHU YACPKUBAHMS ITHKA
dnynupagudypona. Iluk dbaynupamudypoHa, 3KCTparupoBaHHOTO U3 MOYBbI, UMEI
To ke Bpems yaepxkuBanus (9,6 £ 0,05 MuH), 4TO U TUK BOJHBIX CTaHIAPTOB
bnynupagudypona (9,5 + 0,04 MuH). AHaIK3 XpOMATOIPaMMBbI «XOJOCTOM» MPOOI
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(BogHOTO PKCTpaKTa M3 TOYBBI) MOKA3ajl OTCYTCTBHE aHAJIMTHYSCKUX CHTHAIOB Ha
BpPEMEHH yaep:kuBaHus Qurynupaaudypona (puc. 5).

ioop | MEmE L 1000

8 1 [ 8
= 500 Lson =

— —
o z 4 G g 10 12 14 16 15 20
Mk

PD A-260nm Resulis
(System (4/19/2017
2:43:16 PR
(Reprocessed))

P # DName Rotention Time Area Concentration

flupradifurone 0.000 BDL

Puc. 5. Xpomarorpamma «X0j0CTOi» MpoObl (BOJAHOTO SKCTPAKTA U3 MOYBHI).

Kosdbdumuent acummerpunm mnuka QuynupaaudypoHa, XapaKTepU3yHOIIHi
HAJEKHOCTh OMpeeieHuss rpaHul] nuka, paseH 0,9 (ompenenreHo MO MHKY
baynupaaudypoHa, 3KCTparupyeMoro M3 IOYBHI C KOHIICHTPALUEHW TECTUIIN]IA
1 MKF/CMS; pexomenayemoe 3Hauenue ot 0,8 1o 1,5). OTHOcUTENbHBIE CTaHIapTHHIE
orkioHenuss (RSD)  mmomaneit mwukoB — QaynupamudypoHa s OBYX
MocCJeA0BaTEIbLHBIX XpOMATOTPaMM OJIHOTO o0pasiia coctanisiiiu He 6osee 0,4%.

MuHuManbHasg KOHLEHTpauus GaynupaandypoHa, KOTopas MOXKET ObITh
omnpeesieHa pa3paboTaHHON METOIMKON B mouBe, cocTaBisaet 0,5 mr/kr. B meTonuke
[8] LQD ¢aynupanudypona ObuT 5 MKI/KT.

O11eHKy MOBTOPSIEMOCTH METOJIUKH MPOBOJWIN B MOJIEILHOM KCIIEPUMEHTE: B
nouBy (HaBecka 0,005 kr) Baocwu dpaynupanudypon B konunentparuu 0,001; 0,01;
0,125; 0,5 u 5 MI/kr W jajee dKCTparupoBaid 25 cM° JIEMOHM30BAHHOM BOIBI U
AHAIM3UPOBAIM  COTJIACHO  BBINICONMUCAHHBIM  ycloBUsAM. RSD  HaiiieHHBIX
KOHIIEHTpalluii  HE€  MPEBBINIAET 10,0%, 49Tro  CBUAETENBCTBYET 00
YIOBIIETBOPUTEIHHON CXOJAMMOCTH PE3YIHTATOB HA BCEX YPOBHSIX PACCMaTPUBAEMBIX
KOHIIeHTparuii (Tad. 1).

Taonuuya 1. OueHka NOBTOPSIEMOCTH (CXOJIUMOCTH ) METOJIUKU OMPEICIICHHS
conepxkanus GiaynupaaudypoHa B MOYBE

. MeTpoorudeckue XapakTepUCTHKN
Baeneno Haiineno _ o
(P=0,05;n=3)
baynupanudypona, baynupanudypona,
MI/KT MI/KT Xep, SD, RSD,
MI/KT MI/KT %
0,001 HE HalJEHO - — -
0,01 HE HAWIEHO - — —
0,125 HE HAWIEHO - — —
0,5 0,280; 0,305; 0,255 0,28 0,025 8,9
5 2,620; 2,550; 2,525 2,565 0,049 1,9
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IIpu onpesneneHuy NPaBUIbHOCTH METOAUKH OLIEHHBAIU OTKpbIBaeMOCThb (R,,)
(Tabn. 2) wusBecTHOro KojuyectBa (QuynupagudypoHa, BHECEHHOTO B IIOYBY
(MOJENBHBIN JKCIEPUMEHT OBUI TPOBEACH, KaK TPH OIEHKE IOBTOPSEMOCTH
Mmetonukn). CpenHee 3HAUCHHE OTKpbIBAeMOCTH (iaynupaaudypoHa B IO4YBE
coctabwio 53,7% mna xouueHtpaumii  0,5-5 wmr/kr. CpenHee 3HaUYCHHE
OTKpbIBacMocTH Guynupaaudypora B meronae [8] npu BHeceHwn 50 MKI/KT OBLIO
93%.

Tabuya 2. OnicHKa MPABMIIBHOCTH METOTUKH OIIPEICICHUS COACPKAHS
dynupamudypona B mouse (P = 0,05, n = 6 s muana3zona onpeaeaseMbIx

KOHIICHTPAILIH)
Jluama3on onpe,zulenﬂeMLIX R.. % D. % RSD. % AR %
KOHIICHTPAIIUM, MI/KT P P
0,5-5 53,7 4,1 7,6 6,7

TunuyHas  XpomaTorpamMma  3KCTpakTa U3  [OYBBI,  COJEpKalen
baynupaandypoH B MUHUMAJIbHOW OOHapykuBaemMou KoHueHTpauuu 0,5 wmr/kr,
MpecTaBieHa Ha puc. 6, B MAKCUMAalIbHO TECTHPYEMON KOHIIGHTPAIMH 5 MI/KT — Ha
puc. /.

Mame

150 J L 150

100 4 L 100

vole

fupyradifurone
Vol

0 4 1]

RMine:

Puc. 6. XpomarorpaMmma dKCTpakTa W3 TOYBBI, cojepkaiei ¢uynupaaudypoH B
MUHHUMAJIbHON OOHapykuBaemMou koHreHTpanuu 0,5 Mr/Kr.

180 - 150

Mame

100 4 L 100

ol
ol

50 ] L 50

RMine:

Puc. 7. XpomaTorpaMma SKCTpakTa U3 IOYBBI, cojepxkaried daynupaandypoH B
MaKCUMAaJIbHOW TeCTUPYEMOW KOHIICHTpAIUU 5 MI/KT.
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3AKJIIOYEHUE

Takum o00pa3oMm, HaMHM BIEpBbIe pa3zpaboTaHa METOAMKA OMNpeeICHUS
KOHIIeHTpaluil paynupanudypona B mouse metoioM BOXKX Ha obOpamennoit dase ¢
Y®-nerektupoBanrieM. Maentudukanus BeliecTBa MNPOBOJUTCA IO  BpPEMEHH
yIIEp>KUBAHUS TIPU JITMHE BOJIHBI 260 HM, a KOJMUYECTBEHHOE OMNpEeSiCHUE — METOI0M
abcomroTHOM  KanmuOpoBkW. M3 mouBbl  QuaynupaaudypoH  IKCTparupyercs
JIEMOHM30BAHHON BOJOW MOJ JEHCTBUEM YIbTPa3ByKa C MOCIEAYIOMIMM MPSMbIM
BBOJOM B XpomartorpaduyecKkyro cuctemMy s aHammuza. OTKpBIBAEMOCTb
dynupagudypoHa MOYBEI pa3pabOTAaHHOM METOAMKON cocraBmser 53,7% mis
koHeHTpanui 0,5-5 mr/kr. [Ipegen KonuyecTBEHHOTO0 OOHAPYKEHHUSI HAXOIUTCS Ha
ypoBHe 0,5 Mr/kr.
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NEW PROCEDURE FOR DETERMINATION OF BUTENOLIDE
INSECTICIDE FLUPYRADIFURONE IN SOIL BY MEANS OF HIGH-
PERFORMANCE LIQUID CHROMATOGRAPHY WITH UV DETECTION

A. A. Kuzovkova®and L. S. Ivashkevich

Republican Unitary Enterprise “Scientific and Practical Centre of Hygiene”,
Minsk, Republic of Belarus, &-mail: annalenets.kuzovkova@gmail.com

Received April 20, 2017

Abstract — A new procedure for flupyradifurone determination in soil by high-performance liquid
chromatography with UV detection was been developed. A 5-micron Eclipse XDB-C18 (Agilent)
analytic column (250 x 4.6 mm i.d.) was used as a stationary phase. A mixture of solution A
(methanol: 10 mmol aqueous ammonium formiate : formic acid = 100 : 900 : 0.12 (v: v :V)) and
solution B (methanol : 10 mmol aqueous ammonium formiate : formic acid = 900 : 100 : 0.12
(v:v: V) was used as a mobile phase. Gradient separation at a flow rate of 0.5 cm*min was
applied. The compound identification was carried out by using retention time value determened at
260 nm. Quantification was performed using absolute calibration method. Flupyradifurone
extraction was conducted with deionized water under sonication. Extract was analyzed without
further purification. The flupyradifurone recovery in soil amounted for 53.7% for the concentration
range 0.5-5 mg/kg. The limit of quantitative detection was found to be 0.5 mg/kg.

Keywords: flupyradifurone, soil, high-performance liquid chromatography (HPLC), UV detection.
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