OKPYMAIOLLAA CPEOA f

METOONYECKME PEROMEHOALINA

% XPOMaT3IK

[lpMeHeHMe TBepaodha3HON MUKPO3KCTPaKLMKM 1A aHam3a
nectyumaos B Bode MmetoaoM [ X/MC

BBeneHue

MecTMUMabl — XMMUYeCKMe cpeacTBa 6opb6bbl C
MMKPOOPraHM3MaMm, PACTEHNAMM U HUBOTHLIMU,
BPEOOHOCHLIMM MM HeXKeNaTeslbHbIMI C TOYKM 3peHNA
3KOHOMMKW W 34PaBoOXpaHeHMA. Ha cerogHALLHWIA
[eHb n3secTHo cBbitle 1500 XMMU4YecKmx coeauHeHUn ¢
BbICOKOM NeCTULMOHOM aKTUBHOCTLIO, M3 KOTOPLIX OKOJIO0
600 ncnonb3ytoTcA Ha NpakTuke. B MyvposoM
[encTeytoLLeM accopTiMeHTe cbilwe 10000
HaVMMeHOBaHWIA NecTUUMAHLIX NpenapaToB. Cebiwe 80%
NecTMUMOOB MCMOMb3YIOT A1A 3aLMThI
CeNbCKOX03ANCTBEHHBIX KY/IbTYP 1 YPOXKan, MPUYEM
NMpYMeHeHKe NecTMUMO0B CTPOro pernamMeHTMPoBaHo.
[nA Kawaoro nectMumaa yCTaHaBAMBAOTCA NpaBmia u
CPOKM NpuMeHeHuAa, a Takke MNOK conepraHna
NecTMUMOOB B NMUTLEBLIX M MOBEPXHOCTHLIX Bogax [1].

Ha poccuiickoMm peiHKe HaxoanTca okono 200
necTMUnaoB (MHAVBMAOYANbHLIX COROAMHEHMIA). 3TU
Ype3BbIYaNHO TOKCUYHbIE MPUOPUTETHBIE 3arPA3HUTENN
TpebyloT NOCTOAHHOMO KOHTPOJIA MX COAEPHaHWA B BoAe
[2].

B cywiecTBylowmx MeToamKax [3-10] aHanm3 nectmumoos
MPOBOAAT MOC/IE MMUOKOCTHO-*UAKOCTHOM 3KCTPaKLMM
(HHK3) nnm nocne NpoboNoArOTOBKM Ha OCHOBE
TBepaodasHol skcTpakumm (TM3). 3T MeToObl ABNAITCA
[0CTaTOuHO TPYAOEMKUMM (4-24 yaca ana K3, 1-2
yaca ana TO3). Tak Kak necTuumabl NMpUCyTCTBYIOT B
BOME Ha yPOBHE MVKPOKOHLIEHTPaLMIA (MKI/am® —
Hr/aM%), To 3arpA3HAIOLLVIE KOMMOHEHTLI ¢ Bonee
BbICOKMMM KOHLIEHTPALMAMM [aI0T NOCTOPOHHUE MUKK Ha
xpomatorpamme. Kpome atoro HH3 n TO3 MoryT BHECTU
LOMOSTHUTENbHBIE 3arpA3HUTENM B MPoby. M3 TpebyeT
Mcronb3oBaHnA 60sbLLNX 06EMOB Mpobbl U
pacTBopuTenei. KapTpuoku 1, ocobeHHo, OMCKM ans
T®3 cKNoHHBI K 3acopeHuio NMpu paboTe ¢ Npobamu,
cofepraLlmMm BorbLLOe KONMYECTBO 0caKa.
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HanpoTuB, MeTog TBepa0das3HOM MUKPO3IKCTPAKLMM
(TOM3) 3HaumMTeNLHO BeicTpee (15 MUHYT), He TpebyeT
6onbLLMX 06eMOB NMPobbl 1 peannsyeTtcs 6e3
MCMO/Nb30BaHWA OpraHuyecKkunx pactsoputenen. TOM3
TaKKe obecrneymBaeT MeHblliee 3arpAsHeHMe Npobbi.
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Onuncanre MeToaa TBepoda3HON MUKPO3IKCTPAKLMM

YcTpoicteo ans TOM3 npeacTaBnseT coboi WNpuL, K MyHKepy KOTOPOro NMpUKPensseTcs
KBapLIEBLIN CTEPHEHb, NMOKPLITLIA TOHKOW MAEHKOM NoMMepa (Mofvakpunat um
NoNMMAONMETUNCUIOKCAH). [INA HEKOTOPbLIX aHaNM30B MCMOSL3YIOT MAEHKY MofMMepa C
yronbHeIM aacopbeHToM. CTepreHb B MCXOAHOM COCTOAHUM pacrofiaraeTcs BHyTPU UMbl
wnpmua (puc. 1).

Mpouenypa n3BneYeHns KOMMOHEHTOB 13 BOAHOI0 pacTeopa MeTtodoM TMM3 3aknioyaeTcA B
MOrpy*KeHMM BOMIOKHa B NMPoby, aacopbLmn BELLECTB Ha NeHKY, a 3aTeM WX Oecopbuum B
ncnapuTene rasoBoro xpomMatorpada.

IMpu oT60pe NPo6bI, HAXOAALLENCA B 3aKpbITOM BUase, UMIoM WNpMUa C BTAHYTHIM B Hee
CTepHHeM MpoKanbBaeTcA MeMbpaHa Buasbl (Mo3mumna 1 Ha puyc. 2), U Npy HaKaTUKM MiyHKepa
CTepHeHb BbIXOOWT U3 UMbl U MOrPYMaeTCA B aHaNM3MpYeMyto UOKOCTb (no3uumsa 2). B
Cly4ae NapodasHoro aHanm3a CTepHeHb pacrnosiaraeTcA Hag MOBEPXHOCTHIO MUOKOCTU.
Bpems skcTpakumm coctasnaeT 5-20 MUH., B TeYeHMe KOTOpPbIX MpW BCTPAXMBaHWM BUASbI
aHanuT copbupyeTcA Ha CTeprKHe. 3aTeM MYHHKEPOM CTEepHKeHb BTAMMBAETCA B UMy, U LLMPULL
BbIHMMAeTCA 13 BUasbl (No3uums 3). Mrnoi wnpuua npoKansiBaeTcs MeMbpaHa ucnaputens
xpoMatorpada (Mo3uumna 4), NPy HAKATUM Ha MIYHKEP CTePHKEeHb BLIXOAUT U3 UMbl 1
rornafaeT B ropAYyio 30Hy MCNapUTess, Nocsie Yero Npov3BoaMTCA Aecopbuma BeLwecTs ¢
MONMMEpPHON MneHKM (Mo3uuma 5). 3aTeM cTepeHb BTAMMBAETCA B UMY W LUMPUL| BEIHUMAEeTCA
13 ucnaputens (nosvums 6) [11].

PucyHoK 1 — PyyHon wnpuy
ana TOM3, noKpbITbIN
nnexHxkon 100 MKM
nonmaMMeTuncunoKkcaHa(s

SKCTpakums Hecopbuus
MNpokaneizaem JKCTPAKUUA  BeHumaem Mpokaneieasm Decopbuyun BreiHnmasm
MemBpaHy KOMMOHEHTOB  inpuy us MenmBpaHy KOMMNOHEHTOB LnpuLY, 13
BUans! Ha NneHKy BUanbl vecnapuTens ¢ NAEHKKN vcnapuTens

PucyHok 2 — Mpoueaypa nposegernsa TOM3I
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MpobonoaroToBKa

IKCTPaKUMA NEeCTULMLOB M3 BOAbl OCYLLECTBANACh U3 3aKpbLITON Brasbl 06BeMOM 4 MJ1 NMyTeM NOrpyHEHNA UMbl WprLa
TOM3, noKpbiTor nneHKoi 100 MKM NoMAMMETUNCUIIOKCaHa, B aHanM3MpyeMyto *UaKocTb (puc. 3). s 6onee

3 PEKTMBHOMO M3BIEYEHNA KOMIMOHEHTOB B pacTBop 406aBnAm xnopua HaTpus (25 %). BpeMs 3KCTpaKLmMm cocTaBnAno
10 MWH NpY NOCTOAHHOM BCTPAXMBAHWN BUasbl. 3aTEM MITYHHKEPOM CTEPHEHb BTAMMBASICA B U1y 1 LUNPUL, BbIHUMACA 13
Buansl. Mrnoit Lunpu1ua npoKanbisany MeMbpaHy ncnaputensa xpoMatorpada, Npy HarmaTmM Ha MiyHHepP CTepHeHb
BbIXOAWI U3 UMbl M NMOMagdan B ropAyyto 30Hy UCMapuTens, Mocsie Yero npoucxoamna A4ecopbuma BELLeCTB C NoSIMMEpHON
nneHkm (puc. 4). Virna wnpuua BelgepruBanacs B ucnaputene xpomatorpada (250°C) B TeueHme 5 MUH.

PyicyHok 3 — OT60p Npobbl 13 BUanbl

3HCﬂepVIMeHTaJ'IbHaFI 4acTb

PucyHok 4 — Beog npobbl B Ucnaputess

[na aHanusa xnopcoaepalimnx NecTuumaos 8 Bode MetogoM TOM3 6bino 1cnonb3oBaHo crieayiolliee obopyaosaHme:

"a30BbI XxpoMaTorpad
KanunnapHas KosoHKa
["a3-HocuTenb

TemnepaTypa KONOHKM
Temnepatypa ucnaputena
TeMnepaTypa NepexoHon MHUN
Cépoc

Macc-cneKkTpoMeTprYecKuii OETEKTOP
TemnepaTypa MOHHOMO MCTOYHMKA
[nanasoH cKaHMpoBaHu1A

Ymcno ckaHoB B ceKyHay
3apeprkKa BbIXO4a pacTBoOpUTENA
RKo3pduumeHT ycuneHna neTekTopa
LUnpuy TOM3

BonokHo

XpomartsK "Kpucrann 5000°

Thermo TR-5MS, 30 M x 0.25 MM x 0.25 pm

renuni, NoCToAHHLIA pacxofd 1.1 cM3/MuH

40 °C (5 MuH), 30 °C/MuH oo 160 °C, 10 °C/muH go 280 °C
250 °C

250 °C

Splitless — 5 MuH

200°C
50-450 a.e.m.
5

0 MuH

3105
Supelco

100 pm Polydimethylsiloxane
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Pe3synbTaThl 1 06CyaeHne

Ha puc. 5 npvBegerHa xpoMaTtorpaMma no nosIHoMY MOHHOMY TOKY CMECH XT0PCOAEPHKALLMX MecTUUMAoB (KOHLEeHTpaLmA
Kamaoro KomroHeHTa 1 Mr/n). MecTMumabl 3KCTparnpoBau 13 3 M BoAbl B TederHne 10 MiH (Mpy nepeMeLLBaHm) Ha
KBapLEeBOe BOJIOKHO LLMPULA, Mocsie Yero copbupoBaHHble Ha BOSIOKHE NecTULMObLI aHanM31poBaiv Ha XpoOMaTo-Mace-
crneKkTpoMeTpe. KaKk BUOHO 13 NprBeAeHHbIX pe3yibTaToB, MecTUUmMab BoIXOAAT B BUAE CUMMETPUYHBIX MMKoB. MeTop
TOM3 xopoLLo NoAxoauT AfA aHanM3a Ha XpoMaTo-Macc-CrNeKTOMETPe, NMOCKOSIbKY OTCYTCTBYET 60/bLLOM MUK
pacTBOpUTENsA U B AETEKTOP He BBOAMTCA BOAA.
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PyicyHoK 5 — XpoMaTorpamma cTaHgapTHoM cMecu nectyumnaos B Bode (1 Mr/n)

[MOCKOMBKY KOHLIEHTPaLMM NECTULMAOB B MUTLEBLIX BOAAX 3HAUMTENBHO HIMHKE, YeM B MPOaHaM3MPOBaHHOM CTaHOApTHOM
cMeci, BbiN NMPUrOTOBSEH PacTBOP, COAEPHALLMM NeCTULMAbI Ha YPOBHE MUKPOKOHLEHTPaUMIA. [1A 3Toro B MTLEBYIO
BoAy 6kl AobaBeHbl NecTUUMAL Ha ypoBHe 1 MK/, MonyyYeHHas xpoMaTorpaMMa NpUroTOBIEHHOTO pacTBopa
npuBeaeHa Ha puc. 6. Kak BUOHO M3 pe3ysbTaToB, Ha XpoMaTorpaMMe BbIXOAMT YacTOKOS NMUKOB.
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Relative Abundance
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PuvicyHoK 6 — XpomaTorpamMma aHanmsa nectvumaos B Boae (1 MKr/n)
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PucyHok 7 — XpoMaTorpamma usomepos XU (1 MKr/n).
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PucyHok 8 — XpoMaTorpamma nsomepos XL (1 MKr/n) ¢

Bblpe3aHHbIM X0J10CTbIM aHa/IN30M.
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Ha npvmepe nsomepos M'XUI™ BMAHO, YTO BLICOTHI
MWKOB B HECKOJIbKO Pa3 MPeBbILLAoT YPOBeHb LLUYMOB
(puc. 7), Npy 3TOM Ha XpoMaTorpaMMe MpUCyTCTBYIOT
MOCTOPOHHME MUKW, KOTOpbIe AAT NPUMECH,
cofeprallmMecs B BoAe, a TaKkKe apTedaKTl,
CBA3aHHbIe C MpoBeaeHNeM aHanm3a (Ppasa KooHKY,
MembpaHbl UcnapuTensa v Buansi v np.). Ana
UCKMIoYeHWA nocneaHux Buin NposeaeH X0n0CToN
aHanmM3 OUCTUIIMPOBAHHOM BOAbI M C MOMOLLIbIO
nporpaMmHoro obecrniedenmna Xcalibur n3
XPOMaTOorpaMMmbl C aHanM3MpyeMbIMU KOMMOHEHTaMM
Bblna BblUTEHA XpOMaTOrpaMMa XofioCToro aHanmsa.
Ha xpomaTorpamme nsomepos XL ¢ BbIMTEHHLIM
XOMOCTLIM aHaNIM30M MPUCYTCTBYIOT TOSIBKO MUKK
NecTULMAOB M 3HAYUTENBHO MOBbLILLAETCA
YyBCTBUTENBHOCTL OMNpeeneHna KOMMOHEHTOB

(pwc. 8).

lNprMeHeHMe pasnnYHbIX TUMOB BOMIOKOH LUMpULA
1A TOM3 nos3BonsaeT ceneKTUBHO U3BMEKaTb
onpenesniAeMble KOMMOHEHThI, 0CBOHOMHOAACH OT
MeLLaloLLMX NpumMecent. Tak ansa aHanmsa
NecTMUMOO0B XOPOLLO MOoAX0OMT BOSIOKHO, MOKPLITOE
nnexkor 100 um nonmamMMeTuncunoKcaHa. Takum
06pa3oM, ¢ 1crosb3oBaHMeM MeToda TOM3I
XriopcofepHHaLLme NecTMumdbl MOryT BbiTb XOPOLLO
N3B/ieYeHbl U3 MUTLEBOM BOMbI, @ TAKMKE N3 CTOYHbIX
BO[, COAEPHALLUMX BbICOKME KOHLIEHTPALMM ApYrmX
3arpAsHUTENen.
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3aKnyeHne

TOM3 ABNAETCA 3KCMPECCHBIM METOAOM NPOBOMOArOTOBKM, 3HAYUTESTBHO YBEINYMBAIOLLMM MPOM3BOAMTENBHOCTD
nabopatopui. [JaHHbIM MeTo MOMeT BbITb UCMO/b30BaH B Pa3fIMYHbIX IKOMOMMYECKMX aHanM3ax, HanpyMep, B aHanmse
necTuumaoB B Bofde. [Npu 3ToM MeTod TOM3 no3BonAeT AOCTUrHYTL Mpedena AeTEeKTUPOBaHNSA, COU3MEPUMONO C
TPaAMLIMOHHO MCMOMb3YyeMbIMU METOAAMU NOArOTOBKM Npobbl (KK 1 TM3) 1 NpoBOANTL M3MEPEHUA B LIMPOKOM
AVanasoHe orpeaesnAeMblx KOHLEHTpaUWi. K OCTOMHCTBaM MeToda MOXHO OTHECTU OTCYTCTBME UCTI0/b30BaHNA
pacTBOpUTENEN, MUHUMAIbHLIA 06eM McxodHol Mpobel (Ao 10 M), KpoMe 3TOro MpU NpoBedeHNM MPO6OMOAr0TOBKM He
BHOCATCA JOMOSNHUTESbHbBIE 3arPA3HATESNN.

CrnmcoK nuTepaTypbl

1.

10.

11.

H 1.2.1323-03. ['MrieHnyeckme HopMaTyBbl COAEPHaHMA NecTMLMOOB B 06beKTax OKpyHatoLlen cpedbl. — M.:
MwuH3gpas Poccun, 2003. JornonHenma: N© 1 —-TH 1.2.1832-04, N? 2 - H 1.2.1839-04, N° 3 - H 1.2.1876-06.

Opyros 10.C., PoanH A.A. MOHUTOPUHI 0praHnYecKnx COeanHEHU NpupoaHon cpebl. — CaHKT-MNeTepbypr:
AnHaTtonusa, 2003.

KnuceHko M.A., HoBrkoBa K.®. 1 gp. CpaBoyHrK. MeTogmYecKmne yKasaHuA No onpegesieHnio 0CTaTouHbIX
KOMYECTB NeCTULMAOB B MPOAYKTaxX NMUTaHWA, KopMax 1 BHelHen cpege. T. | u Il — M.: Konoc, 1992.

["OCT P 51209-98. Boga nutbeBan. MeTof onpeaeneHns cogepHaHna X0popraHnYecknx NecTMumaos
ra30MOKOCTHON XpoMaTorpadmen.

MVYK 4.1.663-97. MeTognueckme ykasanuA. OnpegeneHre MacCoBOM KOHLIEHTPALMM OpraHUYeCKunX BELLECTB B
BOe METOOM XPOMAaTO-MacC-CreKTPOMETPUM.

PL 52.24.412-95. MeToanKa BbINOMHEHWA M3MepeHUIA MacCOBOW KOHLIEHTPaLMKM reKkcaxnopbeHsona, ansda-,
6eTa-, ramma— N'XUIT, ankodona, avrvaporenTaxnopa, 4,4' OOT, 4,4° OOE 4,4' OO tpudnypanvHa B Bodax
rasoxpomaTtorpaduyecKkM MeTooM.

MHO ® 14.1:2:4.204-04. MeToamKa BbINMOMHEHNA N3MEPEHMIA MacCOBOM KOHLIEHTPaLMM X/T0POPraHNYecKmX
nectumaos v MNMXB B MUTLEBLIX, MPUPOAHLIX 1 CTOYHLIX BOAAX.

EPA Method 505. Analysis of Organohalide Pesticides and Commercial Polychlorinated Bipheny!l (PCB) Products
in Water by Microextraction and Gas Chromatography.

EPA Method 507. Determination of Nitrogen— and Phosphorus-Containing Pesticides in Water by Gas
Chromatography with a Nitrogen-Phosphorus Detector.

EPA Method 508. Determination of Chlorinated Pesticides in Water by Gas Chromatography with an Electron
Capture Detector.

EPA Method 525.2. Determination of Organic Compounds in Drinking Water by Liquid-Solid Extraction and
Capillary Column Gas Chromatography/Mass Spectrometry.

Pawliszyn J. Solid Phase Microextraction: Theory and Practice. — New York: Wiley-VCH, 1997.

MpenocTaBneHHas MHPOopMaLIMA MOMET BbITb M3MeHeHa 6e3 NpeaBapUTesbHOr0 YBedoMIeHNs
© 3A0 CKB "XpomMaT3K". Bce npaBa 3aLmLLeHbl
I7IOL|.|Hap—0na, Poccuiickaa ®enepaums
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