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A new method of cloud point extraction coupled with ultrasound-assisted back extraction that is followed by
GC-FID determination of permethrin and a-cypermethrin in waters, vegetables, and fruits was developed. The
effect of several parameters on the extraction process, such as the concentration of Triton X-114, pH, incubation
time, equilibration temperature and centrifuging parameters were studied and optimized. The complete extraction
of pesticides with using 0.5 % solution of Triton X-114 at phase separation temperature of 40 °C is observed in the
pH range from 2.0 to 9.0 when both analytes are present in the solution in electroneutral form. The surfactant-rich
phases were formed by centrifuging solutions at 4000 rpm for 10 min. The method was validated and characterized
by the following metrological parameters: for permethrin LOD (3c) - 0.12 ug/mi, LOQ (100) - 0.38 ug/ml, working
range 0.38 - 2.0 ug/mi; for a-cypermethrin LOD (30) - 0.04 ug/ml, LOQ (100) - 0.13 ug/ml, working range -
0.13 - 2.0 ug/ml. The procedure was used to determine permethrin and a-cypermethrin in potatoes, cabbage,
pepper, table beets and apples after their treatment with commercial preparations of pesticides. The obtained
results show that the sensitivity, metrological characteristics, ecological safety, simplicity and convenience of the
suggested procedure exceed published methods that are based on pesticides extraction using organic solvents.
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B BoAax U NuLeBbIX NpoayKTax
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U3ydeHa muuennspHass dKcmpakuyus rnepMempuHa U - a-yurnepmempuHa ¢paszamu HeuoHHoz2o [1AB
Triton X 114 npu memnepamype noMymHeHuUsi. YcmaHOo8neHO, Ymo fpu Ucronb308aHuu Or1s dKcmpaxkuyuu
0.5%-Hbix pacmeopos Triton X-114, nonHoe u3eneyeHue necmuyudos Habmodaemcs 8 duanasoHe pH 2.0—9.0
8 YCIosUsIX CywecmeosaHusi UX 3reKmpoHelmparbHbIX —MOMEKYSpHbIX ¢OopM pu  pasHOB8eCHOU
memnepamype ¢ha3ogoeo paccrioeHus 40°C. MuuennsapHble ¢hasdbl chopmuposanuch npu yeHmpugyau-
poesaHuu pacmeopos co ckopocmsbto 4000 06/muH 8 meyeHuu 10 muH. Ha ocHoge rnony4eHHbIX pe3ynbmarmos
paspabomaHbl yC/i08Usi COBMECMHO20 2a30xpoMamozpachudecko2o onpedeneHuss nepMmempuHa U
a-yunepmempuHa 8 8o0ax U nuujesbix npodykmax ¢ rpedeapumeribHbIM MUUEIsipHO-3KCMpPaKyUOHHbIM
KOHUeHmpuposaHueMm. Memoduka bbinia eanuduposaHa U xapakmepusyemcs cnedywumu Memporsio-
au4yeckumu napamempamu: 0ns nepmempurHa LOD (30) — 0.12 mke/mn, LOQ (100) — 0.38 mke/mn, paboyuli
Ouana3oH — 0.38 — 2.0 mka/mn; dns a-yunepmempura LOD (3c) — 0.04 mke/mn, LOQ (100) — 0.13 mke/mn,
paboyuti duanasoH — 0.13 — 2.0 mka/mn npu 100-kpamHom KoHUeHmpuposaHuu u3 10 mn npobsl. Memoduka
bbinia ucrnonb3oeaHa Orisi oripederieHUsI nepMempuHa u a-yurnepMempuHa 8 ogowax u hpykmax rocrne ux
0bpabomku KoMMepYeCcKUMU ripernapamamu rnecmuyudos.

KnioueBble cnoBa: MuUennsipHas SKCTpakuusi, rasoBasi Xpomatorpadusi, HEWOHHblE MOBEPXHOCTHO-
aKTMBHbIE BELLECTBA, NEPMETPUH, A-UUNepMeTpuH

CuHTETNYECKME nmpeTpongbl, npon3BoaHble Kucnot, obnagatot LLINPOKNM CNEeKTpOM OEencTBms U
LI,I/IKJ'IOI'IpOI'IaHKap6OHOBOI7I n Xpl/l3aHTeMOBOI7I NCNOJIb3YKTCA B CENbCKOXO3ANCTBEHHOM NnpakTuke
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MuLENNSPHO-9KCTPaKLMOHHOE KOHLIEHTPUPOBAHVE NEPMETPMHA M O-LimnepMeTpuHa ans X onpenenerus

B Ka4eCTBe MHCEKTUUMAOB B BUAE WHAMBUAOYaANbHbIX
N KOMOWHMPOBaHHbBIX KOMMEpPYECKMX MpenapaTos
[1,2]. K Hambonee pacnpoCTpaHEHHbIM U 4acTo
ucnonb3yeMblM  NpeactaBuTensaM  3TOW  rpynmbl
NecTULUMaoB OTHOCATCHA NEPMETPUH 1 a-LUNEPMETPUH.
MpenapaTtbl Ha NX OCHOBE NMPUMEHSIOTCA Ana 60pbObI
C BpeauTensiMmM KapTOLLKW, MIIOOOBbLIX U OrOPOAHbIX
pacTeHuin, aK3onapasuTaMu XMUBOTHbIX. [lepMeTpuH,
KpOMe TOro, HaxoAuT MpUMEHEeHne NPOTUB ObITOBbIX
HacekombIX, Ans 00paboTkM TKaHerW W TapHbIX
Matepuanos [1-2]. MaccoBoe uncnonb3oBaHue
Takux npenapatoB obycrnaBnuBaeT HeEOOXOAMMOCTb
MX MOCTOSIHHOIO  @HaNUTUYECKOro  KOHTPONs W
MOHUTOPUHra B OOBEKTax OKpy>KalLlen cpegbl U
nuweBbIX NpodykTax. H13Kkre octaTodHble KonmyecTea
nepMeTpMHa W o-UunepMeTpuHa B NPUPOLHbIX
BOOAX M  MULLEBbIX MpPOAyKTax  CyLEeCTBEHHO
OCMOXHSAT WX onpegerneHne B Taknx obbektax 6e3
npenBapuTernbHOrO KOHLEHTPUPOBaHWS, B TOM Yncne,

M MpU  UCMOMb30BAHUM  BbICOKOYYBCTBUTENbHbLIX
XpoMaTorpamyeckmx MeTodOB aHanuasa.
B nwuTepatype npeanoxeHo  psa  MeToAuK

onpegeneHns NMMPETPOMAOB B pasnmyHbIX obbekTax
C TMPUMEHEHMEM Ha CTagun KOHLEHTPUPOBaHMWS
XMOKOCTb-KNOKOCTHOW 3KCTPaKLMKN - OpraHnyeCcKuMm
pacTBopuTENSAMU UM TBEPOO0dIa3HOM  IKCTpaKLmm
Ha pasnuMyHbiXx copbeHTax [3-7]. OpgHako, npwu
9KCTpaKuMM MecTuuugoB  HabmnwgarTcs  noTepu
aHanuToOB 3a CYeT WUCNApeHUs C OpraHUYecKUMm
pacTBopuTENeM, Takme METOOUKM XapaKTepusykTcs
HU3KMMW 3HAYEHNSIMU KO3hMLMEHTOB abCOMNOTHOIO
KOHLIEHTPMPOBAHWS, BbICOKOW TPYAOEMKOCTbIO, YTO
CYLLIECTBEHHO yXyALLaeT X XMMUKO-METPOSIorMyeckme
Xapaktepuctuku. B cBow ouyepedb, UCNONb30BaHME
COPOLMOHHOIO  KOHLEHTPMPOBAHWS  COMPSKEHO C
NPYMEHEHNEM [OPOrMX KOMMEPYECKUX KapTpUIKEN
WIN TPYOHOOOCTYMHbIX COPOEHTOB [3-7].
AnbTepHaTUBOM KITAaCCUYECKOM XUAKOCTb - XKua-
KOCTHOW 3KCTPaKLMK BbICTYNAET MHTEHCBHO pa3BrBa-
HOLWUNCS MeToh MULIESNTISIPHON 3KCTPaKUMM MUKPOKOM-
NMOHEHTOB (pa3aMm HEMOHHbIX MOBEPXHOCTHO-aKTUBHbIX
BewectB (HIMAB) npu Temnepatype MNOMYTHEHMS
[8-10]. K npeumyLlectBaMm MULENNAPHO-IKCTPAKLMNOH-
HOro KOHLEHTPMpOBaHME crefyeT OTHEeCTU NerkocTb
coyeTaHmst ¢ PUINKO-XUMUYECKUMU U OU3NYECKUMN
METOA4aMMN aHanm3a, BO3MOXHOCTb W3BMEYEHMsT aHa-
NNTOB pPasfMyHON npupoadbl M MoauduKauum aHa-
nuTnyeckon qopmbl HeMOHHbIMK [TAB, AocTukeHue
BbICOKMX KO3(hULMEHTOB abCONMKOTHOIO KOHLIEHTPU-
pPOBaHMsSI MPU UCNONb30BaHMN HebomnbLlumx (5-10 M)
06beMOB MpO6bI, yNy4lleHHblE METPOSIOrMYeCKUMM
XapakTepPUCTMKaMM U CPaBHUTENbHYK HETOKCUYHOCTb
ncnonb3yembix npenapatos HIMAB [11-14].
PactBopumocTb  HeuoHHblx [MAB B  Boge
obycnoBneHa ob6pa3oBaHMEM BOLOPOAHbIX CBSA3EN
Mexgy aTomMamy Kucrnopoda MONMOKCUITUIIEHOBOW
uenn HIMAB un wmonekynamu Bogbl [15]. [lpu
HarpeBaHUM BOAHbIX pPaCcTBOPOB HeuoHHbIX [1AB
Bblle HEKOTOpOM TemnepaTypbl, Temnepartypbl

nomyTHeHus (T,), aTu cBA3WM paspyliawTtca, U B
cucteme npoucxoamT asoBoe paccnoeHve. B
pesynbraTe 00pasytoTcsa Ase dhasbl: chopMMpoBaHHas
KPYMHbIMY rMapaTMpoOBaHHbIMU Muuennamm
MudennsapHaa dasa HIMAB n BogHO-mMULENnspHbIN
pactBOp C KOHuUeHTpauuen HITAB 6nuskon K
KPUTUYECKOW KOHLEHTpaumMmM MuLennoobpasoBaHus.
Onsa KOHLEHTPMPOBaHNS MUKPOKOMMOHEHTOB
ucnonb3yeTcsa MuuennapHasa gasa.

Llenbto HacTosiwen pabotbl 6biNo  M3yyeHue
3aKOHOMepHoOCTEN MULENSISAPHON 3KCTpaKLumm
nepMeTpMHa ” o-uunepMeTpuvHa u paspaboTka
YCNOBWIN WX OMNpedeneHus B MPUPOAHbIX BOAax
W NUWEeBbIX  MpodyKTax  METOAOM  ra3oBOW
XpomaTorpacumm ¢ npeaBapuTenbHbIM MULENMSPHO-
3KCTPaKLUMOHHbBIM KOHLEHTpUpoBaHveM. [ing pelueHns
npobrnembl  OMOKMPOBKN  KanummsipHOM  KOMOHKU
HenoHHbIM MAB unu npogyktammn ero pasnoxeHus, B
paboTe ncnonb3oBanu NPeanoXKeHHbIN B nuTepaTtype
npuem, 3aKnyanLWwnncs B peakcTpakumum
aHanM3Mpyemoro KOMMOHEHTa W3 MULENMASPHOro
KOHUEeHTpaTa Mukpokonuyectsamm (50-250 mkn)
OpraHN4eckoro  pacTBopuTend Mog  OencTBueM
yNbTPa3ByKOBOrO UM MUKPOBOMTHOBOTO  M3MYyYeHWs
(ultrasound-assisted back-extraction) [16-18].

3KCI'I9pVI MeHTaribHasa 4acTtb

PeareHTbl U annapatypa. B kayecTtBe HEMOHHOIO
MAB uncnonb3oBanu npenapart Triton X-114 (“Merck”)
- 4-(1,1,3,3-teTpameTnnbyTnn)peHnn-nonmaTuneH-
rukonb  (4-(C,H,,)C,H,(OCH,CH,),OH).  Bbibop
Triton X-114  o6ycnoBneH ero crnocobHOCTbH K
ObicTpoMy OpMUPOBaHUIO a3 Mpu HarpeBaHUK
pacTBOPOB,  KOMMAKTHOCTBO U MpUemIieMon
BA3KOCTbIO (hopmupytoLLencs muuenngapHon ¢asbl.
PactBopbl Triton X-114 roToBunu pacTBOpPEHUEM
HaBeCKW npenapara B JUCTUNIMPOBAHHOW BOAE.

Ons  npurotoBneHus  pabounx  pacTBOPOB
nepMeTpMHa W o-UUNepMETPUHa  MCMoNb3oBanm
cTaHgapTHble obpasubl OC3Y 0.42.76-98 (1RS-uuc,
TpaHc-3-(2,2-auxnopBuUHNM)-2,2-0UMETUNLNKIO-
nponaHkapboHOBOW  KUCIOTbl  3-heHOoKcnbeH3un-
oBbli acmp) wn  OC3Y 0.42.89-00 (1RS-uuc,
TpaHc-3-(2,2-guxnopBuHNMN)-2,2-oUMeTUNLUNKNO-
nponaHkapboHoBor  kucnotm  (RS)-3-gpeHokcu-a-
uMaHobeH3nnoBbIn ~ 3dup)  (PUINKO-XUMUYECKU
nHcTuTyT nM. O.B.Boratckoro HAH YkpawnHel, Ogecca).
B kayecTBe BHYTpeHHEro craHgapTa WCMonb30oBanuv
okTagekaH (“Merck”).

[na obpaboTkn pacTeHun ¥ NnogoB B paboTte
ncnonb30oBanu KOMMep4Yeckme npenaparbl
nectuunpoB  «WMckpa. [BonHom addpekt» (OO0
«TexHoakcnopT», Poccus), «Anbda-Cynep» (OO0
«Baccma kemukany», YkpauHa) n «®AC» (OO0
«®abpuka xumukatoB», YKpawmHa). PactBopbl AOnis
00paboTKM TrOTOBWUM  COFMACHO  UHCTPYKLUSAM MO
npumeHeHnto n3 pacdeta 1 tabnetka Ha 10 N BoAbI
aons npenapata «Wckpa. [OBonHon addekt», 1 Mn
cycneHsun Ha 5 n Bogpl ona «Anbda-Cynep» n 1.5
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M5 cycrneH3un Ha 5 n Bogbl Ans npenapata «PAC».
OpHopa3soBass obpaboTka pacTeHui (BblpalleHHble
B J1TabopaToOpHbIX YCMOBUAX KyCTbl KapTOLUKMA) W
Nno4oOB NPOBOAMMACh PYYHbIM MyrNbBEPU3ATOPOM U
mMogenupoBana B pabote 06paboTKy Takmx 0OBHEKTOB
Ha MONSAX Y B MECTax XpaHeHus.

KncnotHocTb pacTBOpPOB U3MEPSNN C MOMOLLBHO
pH-meTpa “pH-340" cO CTEKNSAHHLIM 3MEKTPOAOM
OCJ1-43-07. Vcnonb3oBanu ynsTpa3BykoBOW Aucnep-
ratop Y3[H-A ¢ pabouen yactoTtomn 22 kl'u.

MeToouka akcnepumeHTa. BogHble pacTBoOpbl
HMAB  (V,=10 wmn), cogepxawue Heobxogumblie
KOMMOHEHTbI (3NEKTPONUT, NecTuungbl, BHYTPEHHUN
CTaHAapT), nomelianun B KanumbpoBaHHble MepHbIe
UUNUHAPBI, 3aKPEMMAnn B LUITATUBE W MOrpyxanu B
CTEKNSHHYI BoASAHY0 GaH. HarpesaHve npoBoamnm
co ckopoctbto  ~1°C/mMuH. Tlpn  [OOCTMKEHUM
TemnepaTypbl MOMYTHEHUS HabMAanM xapakTepHyo
onanecueHUuo pacTBOPOB, BbIAEPXKMBaNM CUCTEMY
B Takux ycnosuax 10 MWH. U LeEeHTpudyrmposanu.
[MNoTHOCTL MUUENNSPHOM Pa3bl HECKONbKO Bbille
NAOTHOCTM BoAbl, W MuuenndapHaa casa HIAB
cobupanacb Ha gHe uunmHapa. Cneuwndmka
npenapatoB cepumn Triton COCTOMT B O4YeHb
MeOSleHHOM pacTBOpeHun obpasoBaBLUEnCcs npu
TemnepaTtype MNOMYTHEHUS MuuenngapHon asbl U
BO3BpaTe CUCTEMbl K PABHOBECHOMY TOMOrEHHOMY
nceBgooAHOMasHOMY COCTOSHMIO. Brnaropaps
3ToMy, nocre ¢)a3oBOro pasgeneHns U oXmaXKaeHus
pacTBOPOB A0 KOMHATHOW TeMnepaTtypbl BOAHYH dhasy
MOMHO M BOCMPOM3BOAUMO OTAENSANU OeKaHTauuen.
K nonyyeHHon muuennspHon dasle gobaensnu 100
MKIT AMXIIOpPMETaHa 1 NpOBOAWMW YNbTPa3BYyKOBYHO
00paboTKy ¢ 4YacTtoTon nanyveHus 22 klu. Mpu sTom
BBEAEHHbIN B MULENNSPHLIA PacTBOP 3MEKTPOnuUT
YaCTUYHO 3JKCTparupyetca B MULEnnsipHyt asy
HIMAB n npenaTtcTByeT 06pa3oBaHU0 SMYITbCUA NPU
peakcTpakuuun. [locne atoro 1 MK OpraHMYeckomn
¢asbl UHXEKTMpOBanuM B rasoBbI  XpomaTorpad
ANS onpeferneHnst NCCneaoBaHHbIX necTuumaoB 6es
npenBapuTenbLHOrO OTAENEHNS OPraHNYecKoro Crosi.

YcnosusixpomatorpacpupoBaHua. /icnonb3osanu
xpomatorpad  Agilent 6890N ¢  nnameHHo-
MoHM3auunoHHbIM getektopom (MALO). KanunnsapHas
kBapueBasi kornoHka HP5 (5% deHnnnonmcunokcaH,
95% meTtunnonucunokcaH), gnuHa 30 M, BHYTPEHHWI
anametrp 0.32 mm, TonwmHa nneHkn 0.25 MKwm.
MopewxHasa dasa — renun (TY 51-40-80).

MeTtogonoruyeckass pabota € TemnepaTypHoOWn
nporpamMmon, W3MEHEeHWe CKOpPOCTU MoToKa rasa
HocuTensd  Mo3BonunM  paspabotatb  yCnoBus
razoxpomarorpaduyecKkoro pasgeneHms nepMmeTprHa
M o-UMNepMETPUHA B OpraHMYecKMX peaKkcTpakTax.
PacTtBopbl BBOOMMN B WHXEKTOpP Xxpomartorpada B
py4YHOM pexume 6e3 paclienneHus notoka (splitless).
Ckopoctb notoka rasos 3.0 mn/muH. Temnepartypa
nHxxekTopa - 280 °C, getektopa - 300 °C. Nporpamma
TepMocTata KorfoHok: wu3dotepma npu 150 °C B
Te4yeHumn 2 MyH, HarpeBaHne 0o 200 °C co cKopoCTbio

10 °C/muH, HarpeBaHne po 250 °C co cKOpOCTbHO
2 °C/MuH, nsotepma B Te4eHUM 5 MUH, HarpeBaHue
0o 310 °C co ckopocTbto 25 °C/MuH, aanee norepma
npv MakcumarnbHO 3aJ4aHHON TemnepaType B Te4eHUN
10 MuH.

MpennoxeHHble yCnoBus obecne4vmBaroT
pasgeneHve  MCCNEedOBaHHbIX — NecTUUMAoB  C
KoatbcbmumeHTamm  pasgeneHms nukoB =15 wu

cummeTpmen nukoB B guanasoHe 0.7-1.4. Tlpwu
3TOM OCTaTOYHble Komm4yecTBa HeuoHHoro [1AB
W BHYTPEHHWA CTaHOapT OKTaZekaH He MeluarT

onpedeneHnuio  LeneBbiXx KOMMoOHeHToB  (Pwuc. 1).
CtaHgapTHble o6pasubl  pacTBOpPOB MNECTULMAOB
cogepxar yeTbipe cTepeounsomepa (oBe

3HaHTUOMEPHbIE Napbl, O4HAa U3 KOTOPbIX LMC-, Apyras
TpaHc-), MO3TOMYy Ha XpoMaTorpamme Kaxgomy
necTvumay oTBe4aeT ABa NKa LC- U TPaHC-M30MepOB,
YTO XOPOLUO COrfacyeTcs C AaHHbIMW NuTepaTypbl
[19]. WaeHTndumkauyuo nukoB Ha puc.1 npoBogunn ¢
y4yeTOM XpoOMaTorpaMm MHAMBUAYaNbHbIX PAacTBOPOB
necTmumaoB n HemoHHoro MNAB.
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Puc.1. ®parmeHT XxpomaTorpaMmbl peakcTpakTa nep-
meTpuHa (t,=22.460; 22.984 MyH) 1 a-unnepmeTpuHa
(tz=26.088; 26.900 muH) c okTagekaHom (t.=5.186
MUH). OcTanbHble MWKXW COOTBETCTBYIOT MpoAyKTam
pasnoxenus Triton X-114. C_..,=30 mkr/mn, C_ =20
MKF/MI1.

NECT

PesynbraTthl U ux o6cyxaeHune

OOLWEeNpUHATLIM M YHUBEPCAlbHbIM KPpUTEPUEM
mapodobHOCTM  BeLlecTB, KoTopasi onpegensier
APPEKTUBHOCTE UX  MULENIISPHO-IKCTPAKLNMOHHOMO
n3BneYveHus, aBnseTca KoadUNeHT pacnpeneneHms
B cucteme Boga — H-oktaHon (g P) [20]. Tak,
paccynTaHHble 3HadeHus Ilg P ana monekynspHbIX
dOopM MepmMeTpUHa M o-LnepMeTprHa COCTaBnsAlT
7,15+0,48 4ytO CBMOETENBCTBYET O  BbICOKOW
rmopodobHOCTN MpenapatoB M LieriecoobpasHoOCTU
NPYMEHEHNS MULEMMAPHON  3KCTPaKUuun And  ux
KOHLEHTPMpPOBaHMs. B yacTHOCTW, aHamorm4HbIMu
3HadYeHnamMM napameTpa Ig P xapaktepusytoTtca
BbICOKOrMAPO(OOHbIE  AMMHHOLIENOYEYHbIE  MOHO-
KapboHOBbIE KMUCIOTBI C N > 12, KOTOpble Takxke
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3(pPeKTUBHO M3BNEKAKOTCH MULENNAPHLIMU hasamu

HMAB [21].
Tak, npuv MCNofnb3oBaHWM AN SKCTpaKUMK
0.5%-HbIXx  pactBopoB  Triton  X-114, nomnHoe

n3enedeHe nectmumpoB (R>97%) Habnogaetcsa B
WwmpokomM amanasoHe pH 2.0 — 9.0. B Takux ycnosusix
NepMeTpvH U o-UUNEPMETPUH HaXOAATCs B Buae
SMEeKTPOHENTparbHbIX MOMEKYNSPHbIX (QOPM, YTO
cnocobeTBYeT WX 3®EKTMBHOMY pacnpeneneHunto
B MuuennsapHyto dasy HIMAB (Puc.2). CHuxeHune
cTeneHun ussneyeHns npenapaTtos npu pH<2wunpH>9,
C Hallen TOYKM 3peHusi, OOBbACHAETCHA pa3noXeHnem
necTMuMaoB Nog AENCTBUEM KUCMOTbI U LLEMNOYN, YTO
cornacyercsi C AaHHbIMW NUTepaTypbl O CTabUbHOCTK
Takux npenapatos [1].

R, %
100
———eo— O —— ¢
90-
o]
gl 1o b
70] ° 2
601 e
2 4 6 8 pH 10

Puc.2. 3aBncnMOCTb CTEMEHM M3BMEYEHUS Nepme-
TpuHa (1) n a-unnepmeTpuHa (2) B MULIENNAPHYLO
¢asy HIMAB ot BenuuuHbl pH. C ., .=0.5%, C

nAB
30.0 mkr/mn, C.,=0.35 %, T=40 °C, V ;=10 mn.

Mpw n3y4yeHnm BMUSIHWSA KOHLeHTpaLuum
HenoHHoro T[MAB B wucxogHOM pacTBope Obio
YCTaHOBMNEHO, YTO NOHOE U3BMeYeHne NecTMUnaoB B
MuuennsipHyto dasy Triton X-114 Habntogaetcs npu
copepxarumn HIMAB B nHtepsane 0.3-0.9%. (Puc. 3).
YMmeHblueHne copepxanusa Triton X-114 cHwxaet
3a(pPEeKTUBHOCTb MULLENNAPHO-3KCTPaKLNOHHOIO
M3BMEYEHNsT MNPenaparoB, YTO MOXHO OOBLACHUTL
HEOCTAaTOYHON  CONOUNM3aLNOHHON  eMKOCThHO
pasbaBneHHbix (<0.3%) pactBopoB HIMAB no
OTHOLLEHUIO K BblCOKOrMapodobHbIM nectuumaam. C
OPYror CTOPOHbI, UCMOMb30BaHUE AN MULENNAPHOU
3KCTpaKLmm KOHLIEHTPUPOBaHHbIX pacTBOpOB
HITAB MeHee LuenecoobpasHo BCrnencreune
06paszoBaHus GonblUMX 06bEMOB MULENMAPHBLIX a3
N COOTBETCTBYIOLLErO CHWXEHUSI KOI(PULNEHTOB
KOHLIEHTPUPOBaHUS. Moatomy, ncrnonb3oBaHmne
ONa  9KCTpakuum nepMmeTpuHa U o-UMnepMeTpuHa
pactBopoB Triton X-114 ¢ «koHueHTpaumen 0.5%
npegcraensieTcs Haubonee uenecoobpasHbiM Anis
obecneyeHnss HeobGXoQMMOro KoMMpommMcca Mexay
AO0CTaToO4YHON contodunnaaLMoHHoN €MKOCTb}0
TaKMX pacTBOPOB M BO3MOXHOCTbH obecneveHus
MaKcMManbHbIX KO3 MOULNEHTOB KOHLIEHTPUPOBAHMS.

nect

R %
1004 S —

0.2 0.4 06 0.8 1.0

Cl-me' %
Puc.3. 3aBUCMMOCTbL CTEMEHWN M3BMEYEHUA nepme-
TpuHa (1) U a-umnepmeTpuHa (2) B MULIENNSAPHYIO
dasy oT KoHUeHTpauum HemoHHoro AB Triton X-114.
C....= 30.0 mkr/mn, pH=2.5, C_.=0.35 %, T= 40 °C,

nect_ NaCl

V,=10 mn.

B pabote Takke M3yuymnu BNUsIHUE PaBHOBECHOW
Temnepatypbl " BPEMEHM BblOEPXXMBaHNS
pacTBOPOB Ha BOASAHOW GaHe, CKOPOCTM M BPEMEHMU
LEeHTpUMYrmpoBaHna  MuUennsapHon  dasbel  Ha
napameTpbl  MULENAPHO-IKCTPAKLMOHHOIO — U3Bne-
YyeHuss necTMuMdoB. Temnepatypa MOMYTHEHUS

0.5%-HbIx pacTtBopoB Triton X-114 coctaBnser 21-22
°C M MULENMAPHYI0 SKCTPaKLMIO CrneayeT NpoBOAUTb
npu 6oree BbICOKMX TeMnepaTypax. YCTaHOBMEHO, YTO
onTMMarnbHbIM A5 U3BMEYEHMs NeCTULMAOB SABNAETCA
BblJEPXMBAHME PaCTBOPOB Ha BoaaHoW OaHe mnpwu
40 °C Ha npotspkeHun 10 muH (Puc.4). Takon pexum
3KCTpakummM obecrnevmBaeT MOMHYH Aervaparauuio
HenoHHoro [1AB, mMakcumarnbHbIi pPOCT  Kanesnb
obpasytoLencs aMynbCMM U MOSIHOE W3BMEYeHne
nectTuunaoB B MmuuennsapHyto gasy Triton X-114. IMpu
39TOM, BblAeneHne MyuennsapHon dgasbl Habnogaercst
npuv  LEHTPUPYIMPOBaHMN PacTBOPOB CO CKOPOCTbIO
4000 06/MuH B TeyeHnn 10 MuH.

R %
100

12 16 20
t, min

D
0o

Puc.4. 3aBNCUMOCTb CTEMeHn WU3BMEYEHUs Nepme-
TpuHa (1) n a-unnepmeTpuHa (2) B MULIENNSAPHYHO
¢asy HIAB oT BpemMeHM BblAEpP>KMBaHUSA NECTMLMO0B
Ha soasHon Gane. C,.=0.5%, C ...= 30.0 mkr/mn,

MECT
pH=2.5, C,,=0.35 %, T=40 °C, V ;=10 mn.

NaCl
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[na peskcTpakumm NecTtMumnaoB U3 MULENNSPHBIX
KOHUEHTpaToB pAna  yaobHoro BBegeHus B [X-
CUCTEMY UCCNeaoBany BO3MOXHOCTb MPUMEHEHMS
psiga opraHu4eckmx pacTBopuTenen. YCTaHOBIEHO,
YTO UCMoNb30OBaHME [OUXIIOPMETaHa obecneyvvBaeT

KONMMUYEeCTBEHHOE n3BnevyeHme NcCrneaoBaHHbIX
necTmumaoB n3 MULIENNAPHON dasbl npu
MUHUManeHoW  (5%) akcTtpakumm  Triton X-114.

lMpuMmeHeHne ynbTpa3BykoBOW 0OpaboTKM Ha 3Tow
cTagum Mo3BOMISIET CYLLECTBEHHO MOBBLICUTbH CTEMEHb
M3BIEYEHNS U YMEHbLUWTb BPEMS PE3IKCTPaKLUK
nectuumaos. [pu aTOM, KONMYECTBEHHOE N3BMEYEHNE
Habntogaetca npu. mcnomnb3oBaHum 50-250  mkn
anxropmeTtaHa. [Ons  o6ecnedeHnss 100-kpaTHoOro
KOHLEHTpMpoBaHua nectuungo m3 10 mn npoObl
peakcTpakyuto npoogunv B 100 MK guxnopmMeTaHa.
Ha ocHoBe nony4eHHbIX AaHHbIX Obin paspabo-
TaHbl YCIOBMS ra3oxpomarorpadmyecKkoro ¢ nriameH-
HO-MOHU3ALMOHHOW AeTeKuMen onpeaeneHns nep-
METpMHa 1 o-LUUNepMeETPUHa B MPUPOOHbIX BOAAX U
NULWEBbIX NPOAYKTaX C NpegBapuTenbHbIM MULENsp-
HO-9KCTPAKLMOHHbLIM KOHLEHTPUPOBAHMEM.
Memoduka  onpedeneHuss  nepMempuHa U
a-yurnepmempuHa 8 MnpupoOHbIX eodax. B 10 wmn
NnoAaroToBMEHHON npobbl BoAbl pactBopsanu 500
Mr npenaparta Triton X-114, go6aensgnu 500 mkn
docgatHoro OydepHoro pactBopa ¢ pH=2.5
n 250 MKN HacCbIWEHHOrO pacTBopa  xnopuaa
HaTpus. [Mony4yeHHbIN pactBop Harpesanu
Ha BogdHon OaHe p[o Temnepatypbl ~40°C,
Bolaepxmanu 10 MuH un ueHTpudyrmposann 10
MuvH npu 4000 o6/muH. BogHyto chady otgensnu
JeKkaHTauumen, a K BblOeNMBLUMNCS MULIENNSPHON
dasze pobaenanm 100 Mkn  guxnopMmeTaHa  C

KOHLIeHTpaumen oktagekaHa 20 MKr/mMn 1 nogeepranu
YNbTPa3BYKOBOW 00paboTke Ha MPOTSHKEHUU 5 MUH.
1 MKN guxnopmeTaHa WHXeKTUMpoBanu B ra3oBbli
xpomaTtorpad. CogepaHue necTMuMaoB HaXOA4MIN
no rpagyvpoBOYHOMY rpaduKy, MOMyYEeHHOMY B
aHanormyHbIX YCroBUsIX.

Memoduka onpedeneHusi nepmMempuHa u a-yurep-
MempuHa 8 oeowax u ¢pykmax. HaBecky oBoLuen
Maccon 10 r mamenb4anum u nepetmpann B CTYIKeE,
pobasnsnm 50 mn 0.5%-Horo pacTteopa Triton X-114 n
nepemMeLumBany Ha NPoTsXKeHUn 60 MuH. Nony4veHHbIn
pactBop UeHTpudpyrmposanu, otbupann 10 mn
HaJo0CaA04YHON XMAKOCTU 1 MPOBOAUIN onpegeneHne
necTMUMaoB COrMacHO BbILLENPUBEOEHHON METoAMKe
Ons BoA.

MeTponornyeckne xapakTepucTvku n pesynesrathbl
Banvaauun NpeanoKeHHON METOOMNKM no
OCHOBHbIM MoOKasaTensm npeacTasneHsl B Tabmn.1
n 2. [llonyveHHble pe3ynbTatbl CBUOETENbCTBYIOT
O BO3MOXHOCTM  MpUMEHeHus1  paspaboTaHHON
METOOUKW  Ans  onpedeneHus nepMeTpuHa w
o-uMnepMeTpuHa B peanbHbix obbekTax. Cneayet
OTMETUTb, YTO MNPEANOXEHHble METOAMKM MO
npeaenam obHapy>XeHus u onpegeneHns (Ha ypoBHe
MKr/mi), METPONOrMYECKAM XapakTepucTukam
(oTHOCHTENBHOE CTaHgapTHoe OTKMOHEHNe
5-15%), TexHuke BbIMOMHEHUSA 3KCMNepVMeHTa He
yCTynawT  MeTOAuKam-aHanoram  onpeaeneHus
NMPeTpougoB C MNPUMEHEHWEM  anbTepHaTUBHbIX
METOAOB KOHLEHTpupoBaHua (B BapuaHte [MA[-
netektmpoBaHus). Kpome ToOro, npvMeHeHue Ha
CTagum KOHLEHTPMPOBAHNS MULIENIIAPHON SKCTPaKLMK
noBbILIAeT 3Kobe3onacHoCTb aHanm3a u B 2-3 pasa
COKpallaeT Bpems npobonoarotoBku [3, 22-25].

Ta6nuua 1. PaGouunin gmanasoH, npeaen oGHapyXeHUs, Npeaern KonM4YecTBEHHOro onpeaeneHs NecTuumMaos B

npeanoXeHHblx ycriosusax (p=0.95).

MepmeTpuH a-LUnnepmeTpuH
YpaBHeHue [T I=(-5 £ 11)+(103 £ 4)xC, mkr/mn,  1=(0.4 £ 1)+(32 + 1)xC, mkr/mn,
R=0.995 R=0.999
LOD 0.12 mkr/mn 0.04 mxr/mn
LOQ 0.38 mkr/mn 0.13 mkr/mn

Pabouunin guanasoH

0.38 -2.0 mkr/mn

0.13 -2.0 mkr/mn

Tabnuua 2. ToyHOCTb onpeaeneHna nectMumnaoB B NpearioXXeHHbIX YCIoBUAX.

KoHueHTpauwms, MpeuunsunoHHocTb RSD, % Ragbvsf %
MKr/Mn Intra-day Inter-day ’
MepmeTpuH
0.73 3.4 11.5 92.9
2.0 1.0 1.8 98.8
a-LUmnepmeTtpuH
Intra-day Inter-day
0.73 3.6 1.3 100.0
2.0 3.4 2.3 100.6
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Ona  anpobaumm  MeToaMKM  OnpeneneHus
NnecTUUMAOB B NUCTbSIX KapTOLLKM, KamycTe, nepue,
CTONOBON cCBekrne K s0nokax pacTeHusi U Nnoabl
Obliv 06paboTaHbl KOMMEPYECKMMU Mpenapatamu,
cogepXalumMn NepMeTpuH UM a-LMNEPMETPVH,
COMMacHO WMHCTPYKUUM MO UX npumeHeHuto. [Mocne
00paboTkM npoBenu  OnpederneHne  OCTaTOYHbIX
KONUYeCcTB NECTULMAOB MO NPEASIOKEHHON METoAMKE
0e3 npepBapuTENbHOM MNPOMbIBKMA, Tabn.3 un 4.
MpaBuUbHOCTb MOMYYEHHbIX Pe3ynbTaToB NPOBEPSN
MeToAoM — J0OaBOK. Mony4yeHHble  pe3ynbTaThl
CBUAETENbCTBYIOT O [OCTATOMHOM MPaBUIIbHOCTM U
TOYHOCTU pPe3ynbTaToB OnpefeneHns NecTuuuioB B
NpeanoXeHHbIX YCroBUSX.

Tabnuua 3. Pesynbtathl onpeaeneHns nepMeTpmHa
B NUCTbSAX KapTOWKX W Mfogax nepua nocne ux
00paboTKM NEpMETPUH-CoAEPXKALLMMI NpenapaTtamm
(n=4, P=0.95).

BBepgeHo, HanpgeHo,

O6bekT Sr
Mmr/kr mr/kr
Mepey - 149+ 18  0.086
(nocne o6paboTku
npenapaTom
«Mckpan) 50 200 £25 0.091
JNncTba kapToLwKK X 255 +27 0.079
(nocne obpaboTku
npenapaTom
«MWckpa») 50 306 +33 0.081
Ilntepartypa

1. Elliott M. Properties and applications of
pyrethroids. Environ. Health. Perspect. 1976,14(1-2), 3-13.

2. Gassner B., Withrich A., Lis J., Scholtysik G.,
Solioz M. Topical application of synthetic pyrethroids
to cattle as a source of persistent environmental
contamination. J. Environ. Sci. Health. Part B. Pestic.
Food Contamin. Agric. Wastes. 1997, 32(5), 729-739.

3. Haddadi H., Shirani M., Semnani A., Rezaee
M., Mashayekhi H.A., Hosseinian A. Simultaneous
determination of deltamethrin and permethrin in
water samples using homogeneous liquid-liquid
microextraction via flotation assistance and GC-FID.
Chromatographia. 2014, 77(9-10), 715-721.

4. Giordano A., Richter P, Ahumada |
Determination of pesticides in river water using rotating
disk sorptive extraction and gas chromatography-
mass spectrometry. Talanta. 2011, 85(5), 2425-2429.

5.  YanH.,QiaoF., TianM.,RowK.H. Simultaneous
determination of nine pyrethroids in indoor insecticide
products by capillary gas chromatography. J. Pharm.
Biomed. Anal. 2010, 51(3), 774-777.

6. Shamsipur M., Yazdanfar N., Ghambarian M.
Combination of solid-phase extraction with dispersive

Tabnuua 4. PesynbtaTthl OnNpeaeneHus a-uunep-
MEeTpMHa B CTOMOBOW CBEKME, KanycTe, KapToLKe U
abnokax nocrne ux obpaboTku a-uMnepnepmeTpuH
-copepxawmmmn npenapatammn (n=4, P=0.95).

BsegeHo, HawnpgeHo,
Obwexr Mmr/kr Mr/Kr Sr
CTornoBas ceekna - 120 +18 0.111
(nocne o6paboTku
npenaparom 50 170+ 19 0.082
«Anbda-cynep»)
Kanycta
(nocne o6paboTkm - 72+9  0.087
npenaparom
«Wckpay) 20 91+12 0.099
Kaprouika . 142417 0.088
(nocne obpaboTku
npenapartom
«®AC») 50 193 +24 0.093
AGnoku
(nocne o6paboTkm - 8213  0.116
npenaparom
«DAC») 20 101+11 0.086

Takum obpasom, B paboTe nsyyeHa MuLennsapHas
SKCTpaKUMsa NepMeTprHa U a-uunepmeTpuHa dasamm
HenoHHoro NAB Triton X-114. Ha ocHoBe Mony4YeHHbIX
pe3ynsTaToB pa3paboTaHbl YCNoBUS UX onpeaerneHus
B NWWEBbLIX MPOAyKTaxX  METOAOM  ra3oBoW
XpomaTorpadcum c nnamMmeHHO-NOHU3aLNOHHOW
JeTekumen nocrne npeaBapuTeENbHOMO MULIENNAPHO-
SKCTPaKLUMOHHOIO KOHLEHTPUPOBAaHUS.

liquid-liquid microextraction followed by GC-MS for
determination of pesticide residues from water, milk,
honey and fruit juice. Food Chem. 2016, 204, 289-2897.

7. Zhang S., Yang Q., Yang X., Wang W., Li Z,,
Zhang L., Wang C., Wang Z. A zeolitic imidazolate
framework based nanoporous carbon as a novel fiber
coating for solid-phase microextraction of pyrethroid
pesticides. Talanta. 2017, 166, 46-53.

8. Paleologos E.K., Giokas D.L., Karayannis
M.I. Micelle-mediated separation and cloud-point
extraction. TrAC Trends Anal. Chem. 2005, 24(5),
426-436.

9. Quina F.H., Hinze W.L. Surfactant-mediated
cloud point extractions: An environmentally benign
alternative separation approach. Ind. Eng. Chem.
Res. 1999, 38(11), 4150-4168.

10. Ojeda C.B., Rojas F.S. Separation and
preconcentration by a cloud point extraction procedure
for determination of metals: An overview. Anal.
Bioanal. Chem. 2009, 394(3), 759-782.

11.  Hagarova |. Cloud point extraction utilizable
for separation and preconcentration of (ultra)trace el-
ements in biological fluids before their determination
by spectrometric methods: A brief review. Chem. Pap.

© Methods and objects of chemical analysis, 2018, Vol. 13, No. 4, 160-166 165



B.A. Jopouyk, T.B. Knpundyk, B.M. JleBunk

2017, 71(5), 869-879.

12. Doroshchuk V.A., Levchik V.M., Mandzyuk
E.S. Cloud-point extraction preconcentration of
sym-triazine herbicides to determination by gas chro-
matography. J. Anal. Chem. 2015, 70(2), 119-124.

13. Samaddar P., Sen K. Cloud point extraction:
A sustainable method of elemental preconcentration
and speciation. J. Ind. Eng. Chem. 2014, 20(4), 1209-
1219.

14. Hagarova I., Urik M. New approaches to the
cloud point extraction: Utilizable for separation and
preconcentration of trace metals. Curr. Anal. Chem.
2016, 12(2), 87-93.

15. E. Pramauro E., E. Pelezetti E. Surfactants in
analytical chemistry. Elsevier, Amsterdam, 1996. P. 257.

16. Fontana A.R., Silva M.F., Martinez L.D., Wuil-
loud R.G., Altamirano J.C. Determination of polybro-
minated diphenyl ethers in water and soil samples by
cloud point extraction-ultrasound-assisted back-ex-
traction-gas chromatography-mass spectrometry. J.
Chromatogr. A. 2009, 1216(20), 4339-4346.

17. Sikalos T.l., Paleologos E.K. Cloud point ex-
traction coupled with microwave or ultrasonic assisted
back extraction as a preconcentration step prior to
gas chromatography. Anal. Chem. 2005, 77(8), 2544-
2549,

18. Shen J., Shao X. Determination of tobacco
alkaloids by gas chromatography-mass spectrometry
using cloud point extraction as a preconcentration
step. Anal. Chim. Acta. 2006, 561(1-2), 83-87.

19. Hooshfar S., Gullick D.R., Linzey M.R., Mor-
tuza T., Abdel Rahman M.H., Rogers C.A., Bruckner
J.V., White C.A., Bartlett M.G. Simultaneous determi-

nation of cis-permethrin and trans-permethrin in rat
plasma and brain tissue using gas chromatography—
negative chemical ionization mass spectrometry. J.
Chromatogr. B. 2017, 1060, 291-299.

20. Doroschuk V.O., Kulichenko S.A., Lelyushok
S.0. The influence of substrate charge and molec-
ular structure on interphase transfer in cloud point
extraction systems. J. Colloid Interface Sci. 2005,
291(1), 251-255.

21. Kulichenko S.A., Doroshchuk V.A. Micellar
extraction of carboxylic acids with phases of OP-10
nonionic surfactant on heating. Russ. J. Gen. Chem.
2003, 73(6), 860-864.

22. Vazquez P.P., Mughari A.R., Galera M.M. Sol-
id-phase microextraction (SPME) for the determina-
tion of pyrethroids in cucumber and watermelon using
liquid chromatography combined with post-column
photochemically induced fluorimetry derivatization
and fluorescence detection. Anal. Chim. Acta. 2008,
607(1), 74-82.

23. DuJ., Yan H., She D., Liu B., Yang G. Simul-
taneous determination of cypermethrin and perme-
thrin in pear juice by ultrasound-assisted dispersive
liquid-liquid microextraction combined with gas chro-
matography. Talanta. 2010, 82(2), 698-703.

24. Kamble N., Venkatachalam A. Determination
of permethrin and etofenprox from emulsified con-
centrate using gas chromatographic technique. Pe-
stology. 2003, 27(12), 34-36.

25. Qiu Y. Rapid determination of allethrin, per-
methrin and piperonyl butoxide in insecticidal aerosol
for household by gas chromatography. Chinese J.
Chromatography. 1997, 15(1), 75-76.

166 © Methods and objects of chemical analysis, 2018, Vol. 13, No. 4, 160—166



