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YK 541
ONPEJAEJIEHUE KOJIMYECTBEHHOI'O U KAYECTBEHHOI'O
COCTABA HE®TSIHBIX ®PAKLIMI C TEMIIEPATYPOM
KHITEHUS 40-140°C B BOJE METOJI0OM TBEPJJO®A3HOM
MUKPOIKCTPAKLIUU (SPME)
A.C. Ilanacrweun, A.U. Tepan, B.H. Anygpues, C.B. [ pucopwes, T.B. Curuna
benopycckuii nayuonanvuviu mexuuueckuu ynugepcumem

Annomauun. B cmamve paccmompern memoo onpedeieHusi KOIU4eCmeeH-
HO20 U KA4eCmeeHH020 COCMAB8a He@mMAHLIX Ppakyuil ¢ memnepamypou Kune-
nusa 40-160°C 6 600e memooom meepooghaznoti muxposxcmpaxyuu. Ipunyun
Memooa OCHOBAH HA COPOYUU AHATUBUPYEMO20 KOMNOHEHMA U3 B0OHBIX 00bEK-
MO8 COPOYUOHHBIM MAMEPUATIOM (ROTUOUMEMUICUTIOKCAaH). [lanee npu mepmo-
Ooecopbyuu 8 ucnapumene 2306020 Xpomamozpagha u aHaIu3upyemviti KOMno-
HeHm onpeoensaiu no CmaHoapmuol npoyeoype ¢ UCNONb308AHUEM NIAMEHHO-
UOHU3AYUOHHO20 0emeKmopa.

B pe3ynomame paoa usmepenuii 8 pabome noKa3aHa NPUHYUNUATILHAS 803-
MOJNCHOCb UCHONB308AHUSL PACCMAMPUBAEMO20 Memooda OJisi OnpeoesieHusl
HegmenpooyKkmoa pa3iuyHo20 cOCmasa 8 600OHbIX CPeoax.

Knrouesvie cnoea: nepmsanoe 3acpsasHenue, Heghpmenpooykmvl, 2a306as
xpomamoepagust, meepoohaznas MUKpOIKCMpPaKYusi.

Brenenmne. [Tpu sxcrutyaTanum oObEKTOB SHEPTETUKU OJHOW M3 paclpocTpa-
HEHHBIX MPOOJIEM SIBIISIETCSI COPOC B BOJHBIC OOBEKTHI CTOUYHBIX BOJI, COJIEPIKAIIAX
HedTenpoayKkThl. KpoMe TOro, MOCTyIUIeHHE B BOJHBIE OOBEKT HE(DTEMPOTYKTOB
COTPSDKEHO C aBapUsIMU U JPYTMMH HEIITATHBIMU CUTYaIlUsIMU Ha OOBEKTaX dHEp-
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TEeTUKU U TpaHCIopTa. B 3TUX ciayuasx 3arps3HEHUs HOCST ACJIOKATM30BaHHBIN
XapakTep U MOTYT paclpOCTPaHIThHCS Ha OOJbIIMe riomau [1].

B Hacrosimee Bpems [uisl onpezesieHuss HepTenpoIyKTOB B BOJAX pasiiny-
HOTO IPOUCXOXKJEHHUS IIUPOKO HCIOIb3YIOT METOJ TBEpAO(}a3HON MHKPOIKC-
tpakiuu (Solid Phase Microextraction — SPME) [1-2]. OTnuuutensHO# uepToit
ATOrO0 METOJa SIBJISIETCS COBMEIIEHUE B OJIHOM YCTPOWCTBE CHUCTEMBI MPOOOOT-
6opa u BBOJa NpoOkl B Xxpomartorpad [2]. [IpoBeneHHbIE SKCIEPUMEHTHI MOKA-
3alld, YTO METOJ TBEpJAO(Pa3HONH MHKPOIKCTPAKIUU JIUIIEH psia HEIOCTATKOB,
IPUCYIIUX CYHIECTBYIOIIMM METOJUKAM. DTO METOJl TPOOOMOArOTOBKH B KOTO-
POM HCKJIIOYEHO MCIOJIb30BaHUE OPraHUYECKUX PACTBOPUTEINIEH B KAUECTBE IKC-
TpareHToB. OH TaK)Xe XapaKTepU3yeTcsl MPOCTOTOM U IKCIPECCHOCThIO, 0COOEH-
HO TPH aHAJIN3€ BOJHBIX MaTPUII.

PaccmarpuBaeMblii METO/ TaKKe YAOBJIETBOPSIET TPEOOBAHUIO K METOIU-
KaM KoHTpous HedrenpoaykToB B Boae CanlluH 10-124 Pb 99, cormacuo koto-
pomy B ciydae npesbiteHus [1/IK Heo6xoaqumMo onpenensTh He TOJIBKO KOJIHYe-
CTBEHHBIM, HO ¥ KQUECTBEHHBIN COCTaB HE(YTETPOIYKTOB B BOJIE.

B ocHoBe mMeTona JIKUT UCIONb30BAHUE MUKPOKOJIMYECTBA SKCTPAKLIMOHHON
(as3bl, KaK MpaBuiIo, MeHee | MKII. DKCTpaKIIMOHHOM (a30ii MOKET TBEPbIi COPOEHT,
00JIaIat0IINI PA3BUTOM IOPUCTON CTPYKTYPOH ISl YBEIIMYCHUS a7COPOITHH.

Takum oOpa3oMmM, MeTOJ H3MEPEHHS OCHOBAaH Ha KOJIMYECTBEHHOM
Y KQUECTBEHHOM OIIPEJICJICHUH aHAJU3UPYEMbIX KOMIIOHEHTOB METOJOM TIa30-
BOM XpomaTtorpaduu ¢ MPEeABAPUTEIbHBIM KOHIEHTPUPOBAHUEM IMPOOBI METO-
oM TBepaodazHoit mukposkcTpakiuu (SPME). Ananus npoBoauTCst Ha KOJIOH-
K€ C HEMOJISIPHON HEMOABMKHOU (Da30il.

Bo3moskHocTH MeToma TBep1oha3HOM MUKPOIKCTPAKIIUU HUILTFOCTPUPYIOT-
Csl Ha IpUMepe onpeaereHus] He(pTEMPOyKTOB B BOJHBIX Cpelax.

MeTtoauka. BeimoiHeHrEe W3MEpeHN METOIOM TBepAOo(a3HON MUKPOIKC-
tpakuu (SPME) ocyiecTBisioch Ha Ta30KUAKOCTHRIX XpoMaTorpadax cepuu
«IBet» n «Xpomacy, OCHALIEHHBIX MJIaMEHHO-UOHU3AIMOHHBIMU JAETEKTOPAMHU
C MCMOJIb30BAaHUEM JIBYX KOJOHOYHOU CXEMBI.

Xpomatorpapuueckas koiaoHka Nel 1j1si KOJIMYECTBEHHOI'O OIpPEIECICHHUS:
Marepuan — crekio; aauHa 30 M; BHyTpeHHuu auametp 0,6-0,65 mm; Hemno-
nBwkHas (aza — nomuaumeruiacuiaokcan (SE 30), 3¢dbdexkTuBHOCTh KOJOHKH
He meHee 30000 t1. mo toayony npu 170°C npousoactea HIT OZ1O «JIroxam».

Xpomatorpadudeckas KooHKa Ne2 1j1si KaueCTBEHHOTO OTPECIICHHs: Ma-
Tepuasl — CTeKJIo; aaruHa 60 M; BHyTpeHHu nuametp 0,4-0,45 MM; HEOABHXK-
Has (aza — nomuaumetmicuiokcan (SE 30), ahpexTuBHOCTD KOJIOHKU HE MEHEE
150000 TT. o Tomyoiy ipu 170°C, nmpouzsonctea HIT OO «JIrokam».

Ha mepBoii KOJOHKE OMpeesii KOJIMYeCTBO HE(TENPOAYKTOB B Mpoode,
IIPY 3TOM HIDKHMI nipeaent oOHapyskeHus coctasisut 0,064 mr/n. Ilpu conepxa-
HUM HePTenpoayKToB Beime 1,0 Mr/m HEOOXOAMMO MPOBOAUTH KAY€CTBEHHOE
onpeaeneHue Thuna HeQTenpoayKTa, KOTOPOE MPOBOJAST HA KOJOHKE 2.

VYerporictBo st TBepAo¢ha3HOM MUKPOIKCTPAKIMHU, CHAO0XKEHHOE JKC-
TPAKIMOHHOW HUTBHIO, MOKPBHITON CJI0EM MOJUAUMETHICHUIOKCAHA TOJIIUHOM
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100 mxm, mpousBoacTBa Gupmsl "Supelco". [locne saxcTpakunu HEPTENPOTYK-
TOB M3 MPOOBI YCTPOHCTBO BBOJAT B UCIIAPUTEIb XpomaTorpada, rae Tpoucxo-
JUT TepMOJIecOpOLIHs HePTENPOIYKTA.

PacTBOpel ¢ U3BECTHBIM KAauye€CTBEHHBIM U KOJHUYECTBEHHBIM COCTAaBOM
HeTEeNnpoyKTOB B MpoO€ TOTOBWJIM HA OCHOBE BOJIONPOBOIHOM BOJLI. B BOAY,
XUMHUUYECKHI COCTAaB KOTOPOW MPUBEAEH HUXKE, IOMENIATIN PACYETHOE KOJIMYe-
CTBO cMecH He(TENPOIYKTOB.

Xumuueckuii cocraB Bomsl: pH — 7,46; Na™ — 7,38 mr/m; K" — 1,27 mr/m;
NH;" — 0,21 mr/m; Ca?* — 43,4 mr/m; Mg?" — 4,9 mr/m; CI — 29,11 mr/i; SO* —
41,2 mr/i; NOs™ — 2,03 mr/i; NO,™ — menee 0,1 mr/m; HCOs — 167,0 mr/i; CO3> —
HeoOH. Br — 0,12 mr/ir; F- — 0,1 mr/m; SiOz — 11,44 mr/it; obmast )kecTkocTh 2,65 mr-
9KB/J1; KapOOHATHAs )KECTKOCTh 2,49 MI-2KB/II.

B kauecTBe MOJenbHON cMecu HE(PTENPOyKTOB UCIOIB30BAIN MACTIOPTH-
3oBanHble Ppakiun ¢pupmsel FLUKA: nerponeiinsiii agup temmepaTtypa Kurie-
nus 40-60 °C, nurpoun temneparypa kunenus 60-100 °C, Gensun temneparypa
kunenus 65-100 °C, Gensun Temneparypa kunenns 80-110 °C, Gensun temie-
patypa kunenus 100-140 °C. Knaccudukanus XMMUYECKOH YUCTOTHI BCEX pe-
aKTUBOB — 4.]1.a.

['panynpoBOUYHYIO XapaKTEPUCTHUKY, BBIPAKAIOUIYIO 3aBUCUMOCTH ILJIOIIA-
nel xpomaTorpadMyecKux MUKOB OIpeAesieMbIX HE(TENpOayKTOB OT UX CO-
Jep’KaHusl B TPaJyMpOBOYHON MpoOe yCTaHABIMBAIMU IO 5 pacTBOpaM pas3iiny-
HOU KOHIIeHTpanuu. VX roToBmIM U3 cMecu HePTENPOyKTOB, aTUKBOTY, KOTO-
pPBIX PACTBOpSAJM B alleTOHE, Jajee pa30aBIeHHWEM B BOJAE JOCTHraju
caeayromero coaepxkanus HedrenpoaykroB B mpoode 0,053; 0,525; 1,05; 1,575;
2,625 mr/i, coorBeTcTBeHHO OT 0,5 mo 26 TTIK.

Kaxnywo rpamyupoBounyio mpoOy xpomarorpadupoBaiv 5 pa3, HauuHas
C CaMOM HU3KOM KOHIIEHTPALHMH OINpPEIEIIIEMbIX KOMIIOHEHTOB. Y CJIOBHS IPOBE-
JICHUS aHaJIN3a U rpajyupoOBKHU MpUBEICHbI B Tabule 1.

Ta6nuna 1

Yca0BUS IPOBEICHUS aHATTN3a U TPATyUPOBKHU
Iloka3arteJb 3Havenue
Temnepartypa TepMmocrtara KOJoHKH, °C 200
Temnepatypa ucnaputens, °C 270
Temneparypa nerekropa, °C 250
CyMMapHbIi pacxo]] ra3a-HOCUTENs, CM>/MHH 35
KoaddummenT nenenus motoka Ha BX0Je 5
B KOJIOHKY

Pacxoj ra3oB /111 HOHM3AIIMOHHO-IIJIAMEHHOIO
JIETEKTOPA, CM>/MUH:
BOJAOPOA 30
BO3/yX 300
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Pe3yabTaTsl u ux o0cy:xkaenue. [Ipu onpeneneHnn KOIMYECTBEHHOTO CO-
nepaHusi He(TEIPOAYKTOB B BOJIE MCIIOJIB30BAM METOJI a0COMIOTHOM Kaiuo-
poBku. Konnenrpauuio vedrenpoaykros B Boxe (C, mr/am’) onpenensiu mo
dbopmyie (1). st 5TOro UCnonb3yloT cpeHee apupMeTuiecKoe mionaiaei mnu-
KOB, MTOJIYYEHHBIX IpH 00padOTKE HE MEHEee 2 XPOMATOIPAMM.

C,-=H,-/a, (1)

rae H;— cyMmmMa 1uiomaaem nukos;
a — K03 UITMEHT Perpeccuu, KOTOPHIA OMPEILISUIN MPOIecCe TPayupoB-
KHU.
3a pe3yJbTaT WCIBITAHHUS MPUHUMAIOT cpeHee apuMETHIECKOe PEe3yiib-
TaTOB aHAJIM3a JABYX MapaJlIeIbHBIX TIPOO.
[TonyueHnHble XpoMaTOrpaMMbl IIOKa3aHbl HA puc. 1-2.

6215 mv ? ‘\1

1 2 3 4 5 6 7 MWH

Pucynok 1 — XpomarorpaMma HU3KOKHUITALIMX HEPTENPOAYKTOB
JUTSL CMECH TIETPOJICHHOTO 3(hrpa-TUrpOrHA.

1433 mv 4‘

-Ww

T
1 2 3 4 5 6 7 8 9 10 11 12 13 14 mMuH

PucyHok 2 — XpomaTorpamma Jerkux 6eH3suHoBbIX ppaxiuii 100-140°C
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3akiaouenue. B nannoii pabote Hamu ObUTH pa3paboTaHbl U alpOOUPOBAHEI
NOJXO/IbI ISl IPUMEHEHUSI METoJa TBEpAO(pa3HON SKCTPAKUUK Il ONPEAEICHUS
HeTENpOayKTOB B BoJie. PaccMOTpEeHHbI METO] M3MEPEHHsI OCHOBAH Ha Ompesie-
JICHUU aHAJIM3UPYEMOro KOMIIOHEHTa METOJIOM ra30BOiM XpoMaTorpapuu ¢ HOHHU3a-
LMOHHO-TUIAMEHHBIM JETEKTUPOBAHUEM M IIPEIBAPUTEIBHBIM KOHLIEHTPUPOBAHUEM
npoObl MeToaoM TBepao(da3zHoN MUKposKcTpakiuy (SPME) paBHOBECHOH Ta30BOi
dbazbl.
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