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[MokazaHa BO3MOXHOCTb 3nekTpoopeTUHECKOro pasaeneHms u OGHOBPEMEHHOro onpeaeneHus
CEMMW HEOHMKOTUHOMAOB (MMUAAKMoNpuaa, auetTamunpuaa, TmametTokcama, Tmaknonpuaa, HuTeHnmpa-
Ma, KNoTUaHWaMHa U guHotTedypaHa) METOAOM MULENNSPHON 9NEKTPOKMHETUYECKON XpomMaTorpadun.
MpennoxeH cnocob n3BneYeHNs N KOHLEHTPUPOBAHUST HEOHUKOTUHOUOHBIX MHCEKTULIMAOB 13 OBOLLEN
1 PpYKTOB C MCMOMb30BaHNEM LUCMEPCMOHHOM TBepaodasHom akcTpakumm QUEChERS. BbibpaHbl on-
TMMarsbHbIE COCTaBbl BbiCANMBaIOLLMX CMECEN A4S 9KCTPaKLMU 1 COPOEHTOB A5 O4UCTKU MOSNYYEHHbIX
9KCTPAKTOB. V3BneyYeHne NnecTuumnaos n3 pykToB NPOBOAMINN aLETOHUTPUIIOM C UCMOMNb30BaHNEM CMe-
CY LUMTPAaTOB HaTPUSA M OYUCTKOM 2 MM NOMYyYEHHOro akcTpakTa cmecbto 100 mr copbeHTta PSA 1 300 mr
6e3BoaHoro cynbata marHus. [1ns aHanm3a oBOLLEN B Ka4eCTBE 3KCTpareHTa npuMeHsany atunauertat
B MPUCYTCTBMU 6E3BOAHOMO cyrnbdaTa MarHms U Xxnopuaa HaTtpusi, ¢ nocnenyowen 04NCTKON 2 M SKC-
Tpakta 100 mr copbeHTa PSA 1 10 Mr rpadoutMpoBaHHOM caxu. B onTrManbHbIX YCNOBUSX CTENEHU M3~
BIleYEHNsI NecTMLMA0B BapbupytoTcs oT 62 0o 81 % ansa dpyktos 1 o1 38 0o 76 % ansa osowen. HuxHue
rpaHuLbl onpeaensieMbix coaepXXaHuin nectuumMaos npy macce npoodbl 10.0 r ¢ y4eToM KOHLEHTPUpPOBa-
Hust coctaBmnm ot 0.25 go 0.65 mr/kr n ot 0.04 o 0.13 mr/kr 4nst OpyKTOB M OBOLLEN COOTBETCTBEHHO. OT-
HOCUTENbHOE CTaHAApPTHOE OTKITOHEHME pe3ynbTaToB aHanm3a He npesbiwaeT 0.1. MpogomknTensHOCTb
aHanusa — 1-1.5 4.

Knro4eeble crnioga: HEOHUKOTUHOMAbI, MULIENNAPHANA 3NEKTPOKMHETMYECKast xpoMaTtorpadus,
QUEChERS, oBowwu, hpyKTbI.
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The possibility of electrophoretic separation and simultaneous determination of 7 neonicotinoids (imi-
dacloprid, acetamiprid, thiamethoxam, thiacloprid, nitenpyram, clothianidin and dinotefuran) by micellar elec-
trokinetic chromatography is shown. We propose a method for extracting and concentrating of neonicotinoid
insecticides from vegetables and fruits using the sample preparation QUEChERS. The optimum composi-
tions of the salting-out mixtures for extraction and sorbents for purification of the resulting extracts from veg-
etables and fruits were selected. Extraction of pesticides from the fruits was performed by acetonitrile us-
ing a mixture of sodium citrates (Na,C.H,O,-2H,0, Na,HC H,O,-1,5H,0) with the following clean-up of 2 ml
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of the extract with sorbent PSA (100 mg) and anhydrous magnesium sulfate (300 mg). During the analysis
of vegetables ethyl acetat was used as an extractant in the presence of anhydrous magnesium sulfate and
sodium chloride with the following clean-up of 2 ml of the extract with sorbent PSA (100 mg) and graphitized
carbon black (10 mg). In optimal conditions the recovery of the analytes ranged from 62 to 81 % for fruits
and from 38 to 76 % for vegetables. The limits of quantification of neonicotinoids with a 10.0 g weight sam-
ple were from 0.25 to 0.65 mg-kg™ and from 0.04 to 0.13 mg-kg™ for fruits and vegetables respectively. The
relative standard deviation of the test results does not exceed 0.1. Duration of analysis is 1-1.5 hr.
Key words: neonicotinoids, micellar electrokinetic chromatography, QUEChERS, vegetables, fruits.

BBEOEHUE

HeoHUKOTMHONAHbIE MHCEKTULMAbI NpeacTaBns-
toT ObICTPO pacTyLLMI KIacc NecTULMa0B, HambonbLlee
pacnpocTpaHeHUe CPeau KOTOPbIX MOYYnT UMUAAKIO-
npug. B HacTosLlee Bpemsi CyLLLECTBYET CEMb KOMMEP-
YecKMx npenapaToB: UMUZaknonpua, auetammnpug,
TMameToKcaM, TUaKNonpua, HUTeHNMpam, KnoTuaHmu-
OVH 1 anHoTedpypaH (Tabn. 1). NMpumeHeHne gaHHbIX
npenapaTtoB UrpaeT BaXKHY pOsib HA Pa3fIUYHbIX 3Ta-
nax BbIpaLLMBaHUSA N XPaHEHUS CENbCKOXO3ANCTBEH-
HOW NpoAyKuUU. MOHUTOPUHT OCTaTOYHbIX KONIMYECTB
WHCEKTULMAOB B MULLEBLIX NPOAYKTAaX MMEET peLuato-
LLlee 3HaYeHVe AN Haanexallen oLeHKn nx Bo3aen-
CTBMS Ha 300pOBbe YenoBeka. B Tabn. 2 npusegeHsbl
MakcumarnbHoO gonyctumble ypoBHu (MAY) HeOHMKO-

TMHOMAOB B NULLEBLIX NPOAYKTaX, YCTAHOBIEHHbIE B
Poccun n EBponenckux ctpaHax.

[ns onpegeneHns ocTaToYHbIX KONTMYECTB AaH-
HbIX COEAMHEHUI B MULLEBbLIX MPOAYKTaX UCMONb3YHOT
UMMYHOEPMEHTHbIVM aHanus [1, 2], MeToabl BbICOKO-
3 (PEKTUBHON XKUAKOCTHON 1 CBEPXBBICOKOIPEKTUB-
HOW XXMAKOCTHOW Xxpomatorpacdum [3] ¢ YP- [4, 5], ou-
OAHO-MaTpUYHbIM [6, 7] 1 Macc-CNEKTPOMETPUYECKNM
[8-11] neTekTnpoBaHnem. AHanmns cokos [1, 4], oBoLLen,
dpykTOoB [3, 5, 8-11], Monoka [7] n HeKOTOpbIX APYruX
NpoayKToB NuTaHus [3, 6] ocyLLeCcTBNAOT Nocne us-
BII€YEHMS 1 KOHLLEHTPMPOBAHUSA METOLO0M XUOKOCTHO-
xnagkoctHonm [1, 2, 10], TBepaodasHom [3, 6-9, 11] unun
YNbTPa3BYKOBOW aKCTpakLuwmmn [3]. MNpun aTom npoBoasaT
onpepfeneHne kak cMecel HeCKONMbKUX HEOHUKOTUHO-
noos [3, 5-8], Tak 1 X coveTaHun ¢ MHCEKTULMOAaMM
apyrunx knaccos [9, 10]. OgHako xpomaTtorpaduyeckme

Ta6bnuua 1
XvMunyeckas CTpyKTypa 1 KOHCTaHTbl KUCITOTHOCTU HEOHUKOTUHOUA OB
Ne
i HasBaHue HassaHue no CAS CTpykTypHas opmyna pKa
N
( 3-Noe
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MpumeyaHwue: H/o — He AUCCOLMUPYET.
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Tabnuua 2
MY HeOHMKOTMHOMAOB B OBOLLAX U OpyKTax
HasBaHue nHcekTn- MIOY B npoaykuum, Mr/kr
unaa H* EC**
Caekna cTonosas, caxapHasi, NfoaoBble
Lintpycosble dpykTbl — 1.0; cemeykoBble, KO-
(cemeykoBble), TOMaThbI, KapTodensb, ka-
cToukoBble nnoabl — 0,5; BuHorpag — 1.0; kny6-
Mmungaknonpug nycta — 0.5; yepHasa cmopoaunHa — 3.0;
Huka — 0.5; cBekna, MOpKOBb, TOMaThl, KapTO-
orypupsl, nepew, — 1.0; arogpl — 3.0; 6akna-
denb — 0.5; orypubl, kabauku — 0.1
*aHbl — 0.5
LintpycoBble ppykTbl — 1.0; cemeykoBbie nno-
Kaptogenb — 0.5; abl — 0.7; BuHorpag — 0.2; kny6Huka — 0.5;
Auetamunpug
orypubl, Tomatbl — 0.3 cBekIa, MOpKoBb, kapTodens — 0.01; orypupbl,
TomaThbl, kabadku — 0.3
LintpycoBble dpykTbl — 0.2; anenbcuH — 0.5;
KapTogens, ropunua, ceekna caxapHas,
opexu — 0.05; cemeykoBble, KOCTOYKOBbIE MS10-
orypubl, kanycTa, nyk — 0.05; Tomartbl, 6a-
TuameTtokcam abl — 0.3; BuHorpaga, knybHuka — 0.5; ceekna
KnaxaHsbl, nepey — 0.2; nnogosble (ce-
—0.05; TomaTbl — 0.2; MOpPKOBb, KapTodhenb —
Me4KOBbI€), CMOPOAMHA, BUHorpaa — 0.1
0.3; orypupl, kabayku — 0.5;
HuteHnnupam S e
LintpycoBble ppykTbl — 0.1; ceMeykoBbie Nio-
abl — 0.05; kocToukoBble nnogbl — 0.1; BUHO-
KapTtodens — 0.05;
KnoTnaHmnauH rpag — 0.6; MmopkoBb, kapTodens, TomaTtbl —
caxapHas ceekna — 0.1
0.05; kny6HuKa, cBekna, orypubl, kabaukm —
0.02
LintpycoBbie cpykTbl — 0.02; cemeykoBble, KO-
cTo4koBble nnoabl — 0.3; BuHorpag — 0.02;
CemeykoBble nnogbl — 0.3;
Twaknonpug kny6Huka — 1.0; cBekna, MOpKOBb, TOMaTbl —
BuHorpag — 0.02; arogbl — 1.0
0.05; kapTtocbenb — 0.02; orypubl, kabayku —
0.3
OvHoTtedypaH S S

Mpumeyanus: * — TH 1.2.2701-10 «MUrneHn4eckne HopmMaTuBbI COAEPXKaHMA NECTMLNAOB B 0ObeKTax OKpy>atoLlen cpeapl
(nepeyeHb)»; ** — Regulation (EC) No 396/2005 of the European Parliament and of the council of 23 february 2005 on maxi-
mum residue levels of pesticides in or on food and feed of plant and animal origin and amending Council Directive 91/414/EEC;

*kKk

— HeT OaHHbIX.

MeTOZbI M KNacCu4ecKkne BapuaHTbl 9KCTpakumm Tpeby-
0T 4NIUTENBHOM NOATOTOBKM NPOGbLI C UCMONb30BaHNEM
TOKCUYHbIX pacTBOpPUTENEN, XapakTepuayoTCs CroxX-
HOCTbIO 1 BbICOKOW LIEHOW NpUMeEHSeMOo annaparypbl.

B nocneaHune rogbl MeToabl KAanUNAPHOTo arek-
Tpochopesa (KJ) wmpoko npumMeHsoT Ansa onpege-
NEeHNst NecTMUMOOB B NpUpPOOHbIX 06bekTax [12, 13].
BapuaHT MuuennsapHon anekTpoKMHETUYECKON XpoMa-
Torpacuun (MIKX), ocHoBaHHOWN Ha pasaeneHnun Hen-
TpanbHbIX U 3apsXKEeHHbIX MOMEKyI 3a CYeT pasnuyHon
BEPOATHOCTU HaXOXAEHUS NX B BOAHOW NOLBMXKHOMN
W ncesgocTaumoHapHon dasax, UMeeT psag npenmy-
LecTB (BbICOKOE pa3peLleHune, IKCMPecCHOCTb U 3KO-
NOrMYHOCTb aHanun3a) nepea metogamm BOXX. C ero
NMOMOLLLbIO MPOBOAAT onpefeneHne nmuaaknonpuaa
[14] n Tpex HEOHUKOTUHOMOB B MPUCYTCTBUU 6-X10OpP-
HVKOTMHOBOW KMCNOTbI (OCHOBHOrO MeTabonuta nmu-
Jaknonpuaa) B BOA4e B COYEeTaHUM ¢ TBepaodasHbiM
KOHLIEHTpMpoBaHuem [15].

B HacTosweln paboTe nokazaHa BO3MOXHOCTb
npumeHeHns metoga M3KX B couetaHum ¢ npobo-
nogrotoekon QUEChERS (Quick, Easy, Cheap, Ef-

fective, Rugged and Safe) [16, 17] ana onpenenexus
CEeMWU HEOHUKOTUHOMAOB (MMUZaKNonpuaa, aueTaMu-
npunga, TnameTokcama, Thaknonpuaa, HUTeHnnpama,
KnoTvaHuauHa u anHoTedypaHa) B OBOLLLAX U (opyKTax.

SKCMNEPUMETHAJIbHAA YACTb

Annapartypa. OnekTpodopeTnyeckoe pasgene-
HVe NPOBOAMUNM Ha CUCTEME KanUIMsiPHOro aNeKTpo-
dopesa «Kanenb-105M» («Jltomakey», Poccus), cHab-
XeHHOWN YD-aeTekTopoM, HeMoanUMPoOBaHHbIM
KBapLEeBbIM Kanumnnsipom BHYTPEHHUM AMamMeTpoOM
75/50 MkM n adbcbekTmBHONM AnMHoM 50/65 cm (obLwas
anvHa 60/75 cm). MpumeHsnu rmgpogmHamMmmyecKuin
BBOZ Npobkl. C6op 1 06paboTKy AaHHLIX MPOBOAK-
11 ¢ nporpaMMHbIM obecneveHnem «MynbTUXpOM» U
«OnbdopaH» (BAO «AmnepceHay, Poccus).

B npouecce noarotoBky npob mMcnonb3oBanm
yneTpaueHTpudyry Mini Spin («kEppendorf», lfepma-
HUs1), nabopaTopHyto LeHTpudyry OlMH-3M («MO-
JINKOM», Poccus) n HU3KOCKOPOCTHYIO LeHTpudyry
Rotanta 460R («<HETTICH», lepmanus).
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PeakTuBbl. B paboTe npumeHanu ctaHaapT-
Hble o6pasubl MHAMBUAYaNbHbLIX NecTuumaos (Dr.
Ehrenstorfer, unctota 98.0 — 99.5 %): TMameToKCama
(C 17453000), HuTeHnupama (C 15535000), auetamm-
npuga (C 10013000), knotnanmguHa (C 11691700), Tna-
knonpuga (C 17451000), anHoTedypaHa (C 12820000),
nmugaknonpuga (C 14283700) 1 6-XNOPHUKOTUHO-
Bou kucnotel (C 11452000). Pacteopbl 100 mkr/mn ro-
TOBUIN PACTBOPEHNEM COOTBETCTBYHOLLIMX HABECOK B
aueToHuTpune. Paboune pacTBopbl rOTOBUIN B AE€Hb
Ncnonb30BaHus pasbaBneHneM NCXOAHbIX ANCTUMNN-
pOBaHHOW BOOOMN.

Wcnonb3osanu gogeuunncynbgat Hatpus (OO0CH
(Merck), auetonutpun (Prolabo), atunauetat (Prolabo
LeCATUBOAHbIV TeTpabopat HaTpus (Sigma-Aldrich
docar retpadytnnammonus (TBA) (Fluca Analytical
meTaHon (Fischer Scientific), y-umknogekctpuH (y-Lia)
(Sigma-Aldrich), buguctunnupoaHHyto Bogy (FTOCT
7602-72), 6e3BogHbIv cynbdat marHmsa (Sigma-Aldrich),
HaTpumn xnopucTbiv (Sigma-Aldrich), TpusameLleHHbIN
umutpart HaTpua (Na,C H,O,-2H,0, Sigma-Aldrich), asy-
3amelleHHbIn untpat HaTpusa (Na,HC,H,O,-1.5H,0,
Sigma-Aldrich), copbeHTbl Bondesil-PSA (cmeck nep-
BUYHbIX M BTOPUYHbIX amunHoB), Discovery DSC-18, Su-
pelclean ENVI-Carb 120/400 (rpacpmTpoBaHHas caxa,
GCB), Discovery DSC-SAX (Supelco Analytical).

MpoGonoarotoBka. B LeHTpudyxHyto npo-
OGupky eMKocTbio 50 M BHOCUNM HAaBECKY FOMOreHu-
3MpOBaHHbIX oBoLlen nnu gpyktos maccoun 10 r, go-
6aBnsnu 10 mn aueToHnTpuna (ans osower 10 mn
aTunaueTaTa), 3aKkpbiBanu NpobrpKy U SHEPTUYHO
BCTPSIXMBanu B TeyeHme 1 MMHyTbl. 3aTem BHOCKMM
cmecb 4.0 r MgSO,, 1.0 r NaCl, 1.0 r Na,C.H,O,-2H,0
n 0.5 r Na,HC.H,O,-1.5H,0 (ansa dpykTos). MNocne
BHECEHMS cornen cogepxumoe npobrnpok B3banTtbiBa-
nn B TedeHne 10 MUHYT u ueHTpudyruposanu 10 mu-
HyT npu 6000 06./MVH., oTOGMpanu 3 MmN 3KCTpakTa u
NepeHoCHnn B LEHTPUMYXKHYIO NPOBMPKY EMKOCTBIO
15 mn, copgepxatuyto 150 mr copbeHTa Bondesil-PSA,
450 mr MgSO, (ansa dpykrtos), 15 mr GCB (ansa oso-
wen). MpobupKy SHEPrMyHO BCTPSIXMBANW B TeYEHWE

)

)

—_ = =

1 MuH 1 ueHTpudyrmposanu 10 MuH npm 2700 06./MUH.
OTt6umpanu 1.0 (2.0) M OpraHNYeCcKoro crnosi B MUKpO-
npobupky, ynapveanu B TOKe a3oTa Aocyxa npu KOM-
HaTHOW TemnepaTtype, octaTok pacteopsanu B 100 mkn
ONCTUNNUPOBAHHOM BOAbLI M NPOBOANNN 3NEKTPOdO-
peTuyeckoe pasgeneHue.

PE3YJIbTATbI U UX OBCYXXAEHUE

AnekTpodopeTnyeckoe pasgeneHme Heo-
HUKOTUHOMAOB. Ha BbIGOP KOHKPETHOrO BapmnaHTa
K3 un ycnosuii pasgeneHus BNuaeT npupoaa onpeae-
ngembIX KOMMOHEHTOB. IMOCKOMNbKY HEOHUKOTUHOMA-
Hble NecTuUMabl B BOAHBIX pacTBopax He AMccouunu-
pytoT (Tabn. 1), ux pasgenexHve NpoBoAUIM METOLOM
M3KX. MNpu onTummnsaumm ycnosumn anektpogopeTn-
YecKoro pasgerneHus sapbmpoanu coctas, pH (7.0—
9.5), koHUeHTpauuto BegyLlero anektponura (5—20
MM), KOHUeHTpauuto Muuennoobpasosatens (20-30
MM) 1 opraHMyeckoro pacTBopuTens (aLueToHUTpu-
na, metaHona, 5-10 % 06.), cogep>xxaHue MoH-nap-
Horo (TBA) n makpoumknunyeckoro (y-Li) peareHToB.
OueHeHo BNMsiHNE BHYTPEHHErO AnamMeTpa Kanunns-
pa Ha adb(PEKTMBHOCTb pasdeneHns CMecu CEMMU He-
OHUKOTUHOMAOB (Tabn. 3).

Vcnonb3oBaHne BedyLLero afnekTponmTa, cocTo-
suwero u3 10 MM tetpabopata HaTpus, 30 MM OOCH,
10 % 06. aueToHnTpuna obecneunBaet HanboOMbLLYO
3P PEeKTUBHOCTL pasaeneHns CMecu HEOHUKOTUHOWOB.
MpuMeHeHne kanunnapa ¢ BHYTPEHHUM AMaMeTPOM
50 mKkm cnocobcTBOBanNo AONONHUTENBHOMY YBENu-
YEHMIO CENEKTUBHOCTY pasaeneHuns necTuumnaos (oco-
6GeHHO ANd napbl TMAaKNoNpuUa — HATEHNUPam), 0OgHaKo
3TO COMNPOBOXAaN0Ch HEKOTOPLIM YBENTUYEHNEM BpE-
MEHW 3NeKpoOMUrpaLumn BceX KOMNOHEHTOB U YMEHb-
LUEHNEeM YyBCTBUTENBHOCTU AETEKTUPOBaHMS (puc. 1).

YcTaHoBneHo, 4to npucyTtcteue y-Uf (2 mM)
B BelyLLeM 3NeKTponmTe He UMErO CyLLIECTBEHHOrO
BMNUAHNA Ha pa3peLleHne NMKOB NecTuunaoB, a npu-
MEHEeHMe NoH-napHoro peareHta THA He no3Bonuno
NpOBEeCTU pa3fenbHoe AETEKTUPOBAHUE KITOTUAHWUAM-
Ha u aueTamunpuga (tadn. 3).

Tabnuua 3

BrnusaHue coctaBa BegyLLero anekTponuTa n BHyTPEHHErO AnamMeTpa kanunnspa Ha apdekTUBHOCTb pasgerne-
HUA (paspelueHne R v hakTop CEeNeKTUBHOCTM O HEOHUKOTUHOMA0B MeToaoM MOKX

HvawmeTp kanunnsapa 75 MKM 50 MKm
Beaywui anektponut | Il 1] \Y V | \i VIl
Tnaknonpug — R, 0.38 0.78 0.71
HUTEHNUpPaM a - - - 1.01 B 1.01 1.01 -
Wmungaknonpug — R, 0.76 0.58 1.38 0.72 1.67 1.62 1.05
KNOTUaHUAMH a 1.02 1.01 B 1.07 1.02 1.02 1.02 1.02
KnotuaHngmH — R, 1.38 0.96 1.16 1.19 3.48 3.18 1.80
auetamunpug a 1.04 1.02 1.05 - 1.03 1.04 1.04 1.03

MpumeyaHus: «—» — NukK He pasgenstotcs. CocTas BeayLlero anekTponura: | — 10 MM TeTpabopara HaTpus, 30 MM OOCH,
10 % 06. aueTtoHuTpuna; Il — 10 MM TeTpabopara HaTpus, 20 MM OOCH, 10 % 06. auetoHnTtpuna; Il — 20 MM TeTpabopara
HaTpus, 30 MM OOCH, 5 % 06. auetonnTtpuna; IV — 10 MM TeTpabopata HaTtpusi, 30 MM OACH, 5 MM TBA, 10 % 06. aue-
ToHuTpuna; V — 10 MM TeTpabopata Hatpus, 20 MM OOCH, 10 % 06. metaHona; VI — 10 MM TeTpabopaTta HaTtpus, 30 MM
OOCH, 2 mM y-LIA, 10 % 06. auetonnTpuna; VIl — 5 MM TeTpabopara HaTpus, 25 MM OOCH, 10 % 06. auetonuTpuna (30 °C).
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2 — HUTeHnupawm, 3 — Tnaknonpua, 4 — umugaknonpug, 5
— KMOTMaHWAWH, 6 — auetamunpug, 7 — TMameTokcam, 8 —
6-XNOPHNKOTUHOBAS KMcnoTa (YCrnoBus pasfeneHns: ksap-
LieBbIN kKanunnap, BHyTpeHHun guametp 50 (a) n 75 (6) Mkm;
Beaywwmn anektponut: 10 MM TeTpabopaTta HaTpus, 30 MM
00C, 10 % 06. aueToHnTpuna; Beog npobel 30 m6apx10 c;
pabouee HanpskeHue: +25 kB; netekTupoBaHue 268 Hwm,
TemnepaTypa 20 °C. KoHueHTpaums kax4oro KOMnoHeHTa
10 (@) n 5 (6) mr/n)

- 41 MgS04 + 17 NaCl
%7 4:Mg30:+ 11 NaCl + 1 NaxCit + 0,5 r NazHCit
B8 61 MgS0s + 1,51 CH:COONa + 1 % GH:COOH

YCnosMAa aKCTPaKLMK

CpefiHAR CTENeHb HIBNeYEHNA,

sesadd

100PSA+ 100FSA+ 10D PSA+ 200PSA+ Z0OFSA+ 100PSA+ 100FSA+ 100PSA+
200 MgsC4 300 Mg504 300 Mg504 300 MgSC4 300 Mg504 300 MgsO4 100 GCB 300 Mgsd4
+10 GCB + 50 GCB +50GCB +10GCB

Cnocob o4MCTHM SKCTPAKTOE
Puc. 2. 3aBMCMMOCTb CpefHel CTeneHn N3BneyYeHnst Heo-
HWKOTUHOMAOB OT YCIOBUI 3KCTPaKLUmmM 1 cnocoba ouncT-
KM aLeTOHUTPUIbHBIX 3KCTPaKToB 610k (NpobonogroToska:
macca npobel 10 r, 06bem aueToHuTpuna 10 mn, nobaska
Kaxaoro nectuumaa oo KoHueHTpaumm 1 mr/kr, ouncTka 2 min
9KCTPaKTa, KOHLEHTpMpOoBaHue 1 M 3KCTpakTa)
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Puc. 1. OnekTpodoperpaMmmbl CMECH CEMU HEOHWMKOTUHO- mAU S+
MOO0B 1 6-XNTOPHUKOTUHOBOW KMCNOThI: 1 — AMHOTedypaH, 45 :

243

4 5 6 7 8 MEH

35
3.0
25
2.0 KM
15
1.0

0.5

4 [ 6 7 8 MHH
r)

Puc. 3. BnusiHue BHYTpeHHero AvameTpa kanunnsapa Ha ag-
(PEKTUBHOCTb 3MEKTPOOPETUYECKOTO pasaerieHNs aKCTpak-
Ta A6nok ¢ fobaBkon (a, 8) u 6e3 nobasku (b, 2) HEOHMKOTU-
HOMZOB [0 KOHUEeHTpauumu 1 mr/kr: kanunnsp 50 Mkm — a, 6,
75 MKkM — 8, ; 1 — AnHoTedypaH, 2 — HUTeHnMpam, 3 — Tma-
knonpva, 4 —umugaknonpug, 5 — knotmanHnavH, 6 — aueta-
MUnpua, 7 —TmameTokcam, 8 — 6-XJIOPHUKOTUHOBAS KUCIOTAa,
KM — xoMnoHeHT maTpuupl; (NpobonoaroToBka: CM. puc. 2)
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Bbi6op ycrnoBui nogrotoBku npo6 oBoLen n
dpykToB. B HacToswee Bpems meTog QUEChERS no-
Ny4unn WMpoKoe pacnpocTpaHeHWe Npy aHanuse pas-
NIMYHBIX NPOAYKTOB NUTAHMWS: SKCTPaKLMIO NPOBOAAT C
ncnonb3oBaHMeM opurnHansHoro metoga QUEChERS
6e3 bydepHOro pactsopa 1 BapMaHTOB C aLeTaTHbIM
Uy umTpaTHbIM BydbepHbIM pacTBopom [18]. foToBbIN
3KCTpakT aHanuaupytT metogom BOXX-MC nnum IM'X-
MC. B obwem cnyyae npobonogrotoeka QUEChERS
BKMOYaeT ABa atana: 1) aKCTpaKuMo roMoreHn3mpo-
BaHHOW NPOObI aLeTOHUTPUIIOM U 2) OYMCTKY MOny-
YEHHOro 3KCTpaKTa MeTOAOM ANCMEPCMOHHOW TBEP-
podasHom skcTpakumm (ATDI).

®pykmabl. Ha npumepe ceMeyKoBbIX NMOJ0B (A6510K)
OLeHEeHbI pa3nunyHble BapuaHTbl NPOBEAEHMWS IKCTPaK-
LM 1 OYUCTKUN MOJTyYEHHbIX 3KCTPaKTOB Mpu onpege-
NEeHUN HEOHUKOTUHOWAHBLIX UHCEKTULMAOB (puC. 2).

Kak cnefyyet us puc. 2, cpeHsas cTeneHb n3ene-
YeHUst HEOHMKOTUHOUAOB Obina MakcumansHo (80 %)
npwv 3KCTpakLum Npobbl aLeTOHUTPUIOM C UCMOMb30-
BaHMEM CMECU LUTPaTOB HATPUSA U OUUCTKN 2 MIT IKC-
TpakTta cmecbto 100 mr PSA 1 300 mr MgSO,. Ucnornb-
30BaHuWe Kanunnsapa ¢ BHyTPEHHMM guametpom 50
MKM MO3BOMSET YMEHbLUUTb BANSHNE PaCcTBOPUMbIX
B BOZ€E KOMMOHEHTOB MaTpuupl (puc. 3).

Osowu. Ncnonb3oBaHue untpaTHoro bydep-
HOro pacTBopa Mnpu IKCTpaKkuum 1 cynbata marHms
MPY OYUCTKE aLeTOHUTPUIIbHBIX AKCTPAKTOB OBOLLEN
(MOpKkOBM, CBEKIbI) MPUBOAMUT K YMEHBLUEHUIO CTene-
Heln N3BneYeHnss HEOHUKOTMHOMAOB (puc. 4). MNMockonb-
Ky aHanuaupyemble NpoayKTbl MMrMEHTUPOBaHbI, 415
nposedeHuns OTOI npumeHANn rpadUTUPOBaHHYHO
caxy. [Npn akcTpakLn NecTMUNAOB aueTOHUTPUIOM
B npucytcTeum 4 r MgSO,, 1 r NaCl ¢ nocneaytowiei
ounctkon 2 mn 100 mr PSA 1 10 mr GCB cpegHss cTe-

B 41950+ 1rNaCl
W 4 rMgS0s + 1 rNaCl + 1 r NazCit + 0,5 r NazHCit
== 4rMgS0e+ 11 NaCl+2 mn sogel
75 4r MgS0s + 11 NaCl+ 1 r NazCit + 0,5 r NazHCit + 2 mn soak!
833 61 MgSOe + 1,51 CH:COONa + 1 % CH:COOH
YCNOBMA IKCTPAKL MK

90

[ eesd

CpeaHAn cTeneHb usenedeHus, %

NEE TR

100 PSA+ 100PSA+ 100PSA+ 100PSA+ 100PSA+ 100PSA+ 100PSA+
300 MgS04 300 MgS04 10 GCB 10 GCB 10 GCB 10 GCB 300 MgS04
+10GCB  +10 GCB

CHQCDG O4YHMCTHH SKCTPAKTOE
Puc. 4. 3aBMCMMOCTb CpefHel CTENeHN N3BNeYeHNst Heo-
HUKOTMHOWMOOB OT YCMOBUI 3KCTPaKLMK U Cnocoba 04nCTKM
ALETOHUTPUIbHBIX 3KCTPAKTOB MOPKOBM (MpobonoaroTos-
ka: macca npobbl 10 T, 06beM aueToHuTpuna 10 mn, fobas-
Ka KaXkgoro nectuumaa oo KoHUeHTpauum 1 Mr/kr, oumcTka 2
MJT 9KCTpaKTa, KOHUEHTPUpOoBaHmne 1 M aKCTpakTa)

—
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Puc. 5. BnusiHue ycnosuii npoBeaeHns npobonoaroToBku
QUECHhERS Ha a¢hdekTMBHOCTb 3N1eKTPOOPETUYECKOTO
pas3feneHnst SKCTPaKTOB MOPKOBY C 400aBKON HEOHWNKOTHU-
HOMAOB [0 KOHUEeHTpauun 1 Mr/kr (3kcTpareHT, 6ydepHbin
pacTtBop, COpOEHTHI ANst OYUCTKN): & — aLeTOHUTPWI, ale-
TaTHbIN OydepHbIi pacteop, 100 mr PSA + 10 mr GCB; 6 —
auetoHutpun, 100 mr PSA + 300 mr MgSO,; 6 — aueToHu-
Tpun, unuTpaTHbIA OydepHbi pacteop, 100 mr PSA + 300
mr MgSO,; 2 — atunauertart, 100 mr PSA + 10 mr GCB; 1 -
anHoTedypaH, 2 — HUTeHnupam, 3 — Taknonpuva, 4 — umu-
paknonpug, 5 — knotnaumavH, 6 — auetamunpug, 7 — tua-
meTokcam (nmpobonoaroTtoBka: Macca npobbl 10 r; o6bem
pacTtBoputens 10 mn; o4ncTka 2 M 3KCTPAKTOB, KOHLIEH-
TpupoBaHve 1 M aKCTpakTa)



Puc. 6. OnektpodoperpaMMbl 3KCTPaAKTOB MOPKOBW Nocre
N3BMEeYEeHNs1 HEOHUKOTMHOWMAOB 3TUMALETATOM, NOMYyYeH-
Hble B Kanunnsipe ¢ BHyTPeHHUM anameTpom 50 Mkm (a) 1
75 MKMm (6) B npucyTcTBUmM (2) m otcyTcTBum (1) Lob6aBkm ne-
CTULMAOB A0 KoHUeHTpauuu 1 mr/kr: 1 — auHotedpypaH, 2
— HUTeHnupam, 3 — Tmaknonpug, 4 — umugaknonpug, 5 —
KnotuaHumauH, 6 — auetamunpug, 7 — TuameTokcam; (npo-
6onoaroToBka: macca npobbl 10 r; 06bem aTunauetaTa 10
MJT; O4MCTKa 2 MIT 9KCTPAKTOB, KOHLEHTpMpOBaHue 1 mMn
3KCTpakTa)

neHb U3BNeYeHnsa aHanuToB coctasuna 86 %: ot (69
1 3) % onsa Tnametokcama go (104 + 16) % ans aue-
Tamunpuaa.

OueHeHa BO3MOXHOCTb NPUMEHEHMS aTunave-
TaTa Ans 3KCTPaKLMN HEOHNKOTUHOWMAHbBIX MHCEKTULM-
0B 13 OBOLLEN (pUC. 5): Npu ero UCnonb30BaHMM Noaa-
BMSIETCH COIKCTPAKLMS HEXENaTeNbHbIX KOMMTOHEHTOB
MaTpuubl, YTO, C OPYrOnN CTOPOHbI, COMPOBOXAAETCA

AHanumuka u KOHmMpPOosk. 2015. T. 19. Ne 1.
' 4T MgSO: + 1 1 NaCl
wAY g
3 B 41 MSO: + 11 NaCl + 11 NasCit+ 0.5 r NazHCit
0.7 3 4 Yenoeua IHCTPaKL MK
06 6 68 -
1
0.5 2 ]. 7 i 66 -
0.4 ) ‘ ‘i f % 64 _—
} . ¥
el LN ] - i
03 s ﬂ“ Ll ““"“‘\}»—‘v.%f’ L\('M‘Jr}f LJN A Aol «_‘-\’%i bt a Z ﬁﬁfﬁi
0.2 S 60 A
”f-“'\n\an\![ : £ gﬁ?
0.1 L‘ﬂ'"‘*‘M*‘“'ﬂ"‘!k“"-f’\""*"'“ﬁ’ﬁw-.w'—.da_-w".'vw“mmmu ,»h‘-.}“mw :JEJ * Eﬁ:ﬁ
S 56 o S n
7 8 9 10 11 12 MHH % & .
a) g 34 7 Eﬁ g
mAU g 5 . r:-:-u-a-% ﬁ%ﬁ
3.0 5 100 PSA+10GCE 100 PSA+10 GLB 100 PSA +300 100 PSA+200
' ' Mgs04 Mgs04
25 2 53 4 . Cnocob o4MCTHM SKCTPAKTOB
i l : Puc. 7. 3aBncumocTh cpeHen cTeneHn U3BneYeHns Heo-
2.0 . ’ _ 7 HWKOTUHOWMAOB OT YCMOBWIN 9KCTPaKLum 1 cnocoba 04ncTkm
i i 3KCTPaKTOB MOpKOBM (NpobonoaroToBka: Mmacca npobsl 10
1.5 ;\ } / | ’ r, o6bem aTunauetata 10 Mn, AobaBka KaXaoro NecTum-
T — . -V».!_L,-\f\ﬁ,g_':[_; L_,J (PN _{L___M_M_{ N Aa [0 KoHueHTpauum 1 Mr/kr, o4ncTKa 2 M 9KCTpakTa, KOH-
' LeHTpMpoBaHue 1 Mn aKkcTpakTa)
0.5 poomee ._,_.,4x\r‘\_..\_v\m-M\AM_Jq-'II\MJL»_w.M ..... .._.M_.w__*i_,_
YMEHbLUEHNEM CTEMEHEN n3BneyeHuns aHanutos. Oa-
3 3 ; 7 s Hako BO3MOXHOCTW AaHHOro BapuaHTa npobonogro-
6) ToBkn QUEChERS nossonstoT npoBoanTb anekTpodo-

peTnyeckoe pasgeneHune B Kanunnspe ¢ BHyTPEHHUM
anameTpom 75 Mkm (puc. 6).

MN3BneyeHne MHCEKTULNOOB B 3TOM Cryyae Tak-
)K€ 3aBMCUT OT YCIOBUIA 3KCTPaKLMN 1N NapaMeTpoB
OYMCTKMN SKCTPAKTOB: Hambonee apdHekTNBHO (cTene-
HV N3BMEYEHNS COCTaBUNN B cpeaHeM 66 %) ncnonb-
3o0BaHue copbeHToB PSA 1 GCB ans ouncTkm akcTpak-
TOB NOMYYEHHbIX NMPU U3BIEYEHNN HEOHUKOTUHOWMA0B
atunauetatom B npucytcteun MgSO, n NaCl (puc. 7).

Ons ymeHblleHnsa npeaenoB o6HapyXeHus u
onpegeneHnsi NPOBOAMIN KOHLEHTpMpOBaHWe 2 Mi
akcTpakTa. Ha npumepe noarotosku npob 610k no-
Ka3aHo, 4TO B 3TOM Cly4ae NpoucxoauT HebonbLuas
noTepst aHanuToB (Ha 8-23 %), HO CyLLleCcTBEHHOE yBe-
n4YeHne YyBCTBUTENBHOCTM onpeaeneHns (Tabn. 4).

OnpepaeneHune necTMLMAOB B oBoLLax U hpyk-
Tax. B Tabn. 5 n Tabn. 6 npuBeaeHsbl aHanUTU4eCckme
XapaKTepuCTUKN METOAMKM OnpeaeneHnss HEOHMKO-

Tabnuua 4

BrinsiHe KOHUEeHTPUPYEMOro oGbemMa 3KCTpaKTa Ha CTeNneHn U3BreYeHVs U Npeaenbl onpeaeneHnss HEOHUKOTY-

HomaoB B sibnokax (n = 3, P =0.95)

O6bem aKCTpaKkTa Anst KOHLUEHTPMPOBaHUS
1Mn 2mn
Mectuunag CrteneHb n3- | Mpepen obHa- | Mpegen onpe- | CteneHb u3- | MNpegen obHa- | MNpeaen onpe-
BneveHus, % | pyxeHus, mr/kr | genenus, Mr/kr | BneveHus, % | py>xeHus, Mr/kr | geneHus, Mr/kr
[OuHoTtedypaH 89+ 13 0.15 0.49 81+8 0.08 0.27
HuTennupam 76 + 12 0.25 0.82 62 £12 0.15 0.50
Tnaknonpug 78 £10 0.22 0.72 70+ 8 0.12 0.39
Mmungaknonpug 87 +14 0.12 0.40 70+4 0.07 0.25
Knotnannaunu 759 0.14 0.46 67 +4 0.08 0.26
AueTamunpug, 77+ 11 0.20 0.68 68 + 11 0.12 0.38
TumeTokcam 91+12 0.29 0.97 68 £ 13 0.20 0.65
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Tabnuua 5

AHanUTMYeckne XxapakTepucTUK1 METOAMKN OnpeaeneHms HEOHUMKOTMHOMAO0B B OBOLLAX M hpyKkTax (kanunnsip
50 mkm, n =3, P=0.95)

R 9 Mpenen obHa- Mpenen onpege-
YpaBHeHue » PY>XEHUS, Mr/Kr neHus, Mr/kr
Ne Bpemsa mu- | rpagynpoBou-
MecTuumabl N _ - -
n/n rpauvv, MMH | HOW XapakTe- 2 5’ £ 5’ £ 5—
4 x x
PUCTUKN > Q > Q > 2
& S & S & S
1 OvHoTtedypaH 74+04 y=8.1731x 81+8 | 545 0.08 0.12 0.27 0.40
2 HuteHnupam 8.1+0.3 y=75667x |62+12 | 38+3 0.15 0.25 0.50 0.83
3 Tnaknonpupg, 8.2+0.3 y=74631x 70+£8 | 769 0.12 0.11 0.39 0.37
4 Mmunpaknonpug 9.2+0.3 y =5.5090 x 70+4 | 65+4 0.07 0.08 0.25 0.27
5 KnotnannguH 9.3+0.3 y=4.3410 x 67 +4 62+5 0.08 0.08 0.26 0.28
6 AueTtamunpug 9.8+0.3 y=6.3475x | 68+11 | 66+9 0.12 0.12 0.38 0.39
7 TnameTokcam 11.7+£0.5 y=10.773x | 6813 | 69+9 0.20 0.19 0.65 0.63
Tabnuua 6
AHanuTnyeckme xapakTepucTnkM MeToAMKN onpeaeneHns HEOHMKOTUHOMAOB B OBOLLAX (Kanunnsap 75 MKM, n =
3,P=0.95)
YpaBHeHue rpa- Mpegen onpe-
Bpemsa murpa- . Mpepen obHa-
Ne n/n MecTtuumabl OYyMPOBOYHON Xa- R, % aeneHus,
Luun, MUH PY>XEHUS1, Mr/Kr
paKkTepUCTUKM Mr/Kr
1 [vHoTtedypaH 44+0.2 y =7107 x 63 £ 1 0.03 0.10
Tuaknonpug + Hu-
2 47+0.3 y=8.868 x 64+3 0.04 0.12
TeHnMpam
3 Mmunpaknonpug 5.2+0.3 y=4.975 x 79+8 0.01 0.04
4 KnoTnaHnauH 53+0.3 y=4.391 x 63+4 0.02 0.05
5 Auetamunpug 56+0.3 y=6.278 x 68+6 0.02 0.08
6 TnameTtokcam 6.5+0.4 y=11.86 x 71+3 0.04 0.13
Tabnuua 7
Pesynetathl onpegeneHns HEOHMKOTUHOMAOB B oBowax u pykrax (n =3, P=0.95)
No HanpgeHo,
HanmeHoBaHue npogykta Mectnuung S MAY, mr/kr
n/n Mr/Kr !
1 KapTodenb HuteHnupam 1.2+ 041 0.04 HeT AaHHbIX
HuteHnupam + Tun- 0.02 (Tvaknonpug; ons HUTEHMK-
2 KapTodenb 0.10£0.02 0.06
aknonpug pama HeT faHHbIX)
3 A6noku KnoTtuanugux 0.21 - 0.05
4 A6noku AueTamunpug, 0.12 - 0.7

[MpymevaHue: ons necTMumMaoB, cogepKaHue KOTopbIX HAXo4MTCs MexXxay npenenom O6Hapy)KeHVIFI nnpegenom onpenene-
HUA, pe3ynbraTthbl NpeacTaBlieHbl 6e3 pacyeTa ooBEPUTETTBHOIO MHTEpBala N OTHOCUTENIbHOIo CTaHAapPTHOIO OTKITOHEHUA

TUHOMAOB B OBOLLAX 1 hpykTax. [pagympoBoYHbIe Xa-
PaKTEPUCTUKM NHEHbI B AvanasoHe 0.25-10 mr/n (R?
= 0.997) pna kaxpgoro nectuuuaa. Npegensl o6Hapy-
XeHus (OTHOLEeHWe curHan/wym = 3) n onpegeneHuns
(oTHOWeHMe curHan/wym = 10) paccynTaHbl C y4eToM
cteneHen nssneveHus: 62-81 % ons cdopykros (tabn.
5), 38-76 % ans osollen (Tabn. 5u 6). lNMpegensi onpe-
aenenus (macca npobbl — 10 r) Bapbupytotes ot 0.25
280 0.65 mr/kr (tabn. 5) n ot 0.04 go 0.13 mr/kr (Tabn. 6)
4Ns PpyKTOB 1 OBOLLEN COOTBETCTBEHHO.

66

Mpn BbIGPaHHbIX YCITOBUSAX MPOOONOArOTOBKM
N 3NeKTPOOPETUYECKOTO pa3geneHnst Nony4YeHHbIX
3KCTpaKTOB ObINI0 NpoaHanuanpoBaHo 20 Npob oBo-
LLIe 1 PPYKTOB OTEYECTBEHHOIO 1 3apybexxHoro npo-
n3eoacTBa. B yeTbipéx npobax Gbiniv 0b6HapyKeHbI
onpeaensiemMble NecTUUUabl: HUTEHNMPam (COBMECT-
HO C TMaknonpuaom) B AByx obpasuax kaptodens,
aueTamuMnpua v KNnoTMaHWamnH B ABYx obpasuax Kkpac-
HbIX A6510K (Tabn. 7). YcTaHoBneHo npesbiweHne MY
knotuaHuauHa B npobe Ne 3 (B Tabnuvue BblaeneHo
MOMY>XMPHBIM LPUATOM), pe3ynbTaT aHanunsa npoobl
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Puc. 8. OnekTpodoperpaMmmbl 3KCTPaKTOB kKapTodens (a, 6)
n 9610k (8, 2) c fobaskon (a, 8) n 6e3 nobasku (6, 2) HEOHU-
KOTMHOMAOB A0 KOHUeHTpauun 1 mr/kr: 1 — anHoTedypaH,
2 — HATeHnupawm, 3 — Tnaknonpua, 4 — umugaknonpug, 5 —
KNnoTnaHuavH, 6 — auetamunpug, 7 — TnameTokcam

Ne 2 sBnsieTcs CNOPHbIM, MOCKONbKY HUTEHNUPAM U TU-
aknonpua 4eTeKTUpYyTCs COBMECTHO MPW UCMOMNb30-
BaHWUW Kanumnnsipa ¢ BHYTPEHHUM AMaMETPOM 75 MKM.
MpaBWbHOCTL BbINONIHEHMS aHanNM3a NpoBepeHa Me-
TOZIOM «BBeeHO-HalnaeHo» ¢ A00aBKoW aHanuMToB Ha

ypoBHe 1.0 n 2.0 mr/kr. Ha puc. 8 npegcTtaeneHbl npu-
Mepbl NOMyYeHHbIX 3IeKTPodoperpamMmm SKCTPaKTOB
13 kapTodens n A6mok.

3AKITIOYEHUE

B paboTe nokasaHa BO3MOXHOCTb COBMECTHO-
ro npumeHeHus metoga QUEChERS n muuennsapHon
ANEKTPOKMHETNYECKON XpomaTorpadum ansa onpege-
NEeHNS HEOHNKOTMHOMAHBIX MHCEKTULMAOB B OBOLLAX U
dpykTax. [NpegnoxeHbl pasnnyHble YyCOBUS SKCTPakK-
unn (pasHble pacTBOPUTENN, CMECK CONEN) U aHamnu-
3a MONyYEHHbIX 3KCTPAKTOB B HEMOANMDULIMPOBAHHOM
KBapLIEBOM Kanunnspe BHyTpeHHUM anameTtpom 50 n
75 MKM. MNpuBeaeHbl peaynbTaThl onpeaeneHns MHCekK-
TMUMOOB B HEKOTOPbIX OBOLLAX 1 OpyKTax.
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