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AHHOTaUuA

B manHO¥ myOnMKaniy OMHACHIBAETCS HOBOE YCTPOIMCTBO IS peai3aliid METo1a KallWIIIPHON
tBepAodaznoit Mukposkctpakimn (MTME). KoHcTpykius JaHHOrO YCTpOWCTBa OCHOBaHa Ha
WCTIOIB30BaHUH MUKPOTPYOKH, 3aKPBITON C OIHOM CTOPOHBI, C COPOSHTOM, HAaHECEHHBIM Ha BHYTPEHHIOO
noBepxHocte. Meron MTME xopomo coBmecTuM ¢ ra3oBbiM xpomarorpadom. TepmonecopOruus
MPOUCXOUT B MOTU(PHUIIMPOBAHHOM J103aTOPE I'a30BOro Xxpomartorpada.

HoBoe ycTpoiicTBO MCIBITAHO HA MPUMEPE aHAIN3a MCKYCCTBEHHBIX CMeCeil OCH30I1a, TOJTyoa,
STHIOCH30J1a, T-KCHJIONA, M-KCHJIONAa M O-KCHiojia B Bojze. [Ipemnmaraemoe yCTpOMCTBO C TEHAKCOM B
KayecTBe COpOCHTa O0ECleYrMBacT yCTOWYMBOE ONpEICICHHE IPOCTEHININX  apOMAaTHYECKUX
YITIEBOJOPOOB B BOJAHBIX cMecsix Ha ypoBHe 0.01 MKI/IM® ¢ OTHOCHTENBHBIM CTAHZAPTHBIM
OTKIJIOHEHHeM He Oomee 9%.

KiaroueBble cioBa: TazoBas Xpomartorpadusi, KammULIpHAas KOJOHKA, MHKPOIKCTPAKIIWSA,
copOeHT, apoOMaTHYECKHE YIICBOJOPOIBI, TBepAOda3zHasi MUKPOIKCTPAKINs, KaMMUIIpHAs TBepaoQa3Has
MHUKPOIKCTPAKITHSL.

A novel microtube microextraction (MTME) sampling device is proposed in this paper.
The construction of this device is based on a piece of internally coated microtube, closed at one end.
MTME can be easily coupled with gas chromatograph. The standart split/splitless injector, after simple
modernization can be used for the thermal desorption of the analytes from the sorption layer.

Estimation of BTEX in water matrix served as example of the new device applicability.
Proposed device with Tenax-TA as sorbent can provide a stable detection of the simple aromatic
compounds at the level of 0.01 pg/dm® with RSD (n=5) not more than 9%.

Keywords: gas chromatography, capillary column, microextraction, sorbents, BTEX, SPME,
MTME

BBegeHue

B mnactosiimee Bpemsi myis OINpeACNICHUs] CIIEIOB OPraHWYECKUX COCAMHEHUN B
BO3IYIIHBIX M BOJHBIX MATpUIAX MIMPOKO UCHOIB3YIOT METOA TBepaodazHoi
MukposkcTpakuuu (SPME) [1-5]. OtnuuuTenbHOW YepTOM 3TOro METOAa SIBISETCA
COBMEIIIEHHE B OJHOM YCTPOWCTBE CHUCTEM MPOO0OTOOpa U BBOAA MPOOBI B XpoMartorpad.
[Iponienypa SPME, kpome TOro, mo3BOJISIET MOJHOCTBIO OTKA3aThCsl OT MCIIOIb30BAHMS
OpPTaHUYECKUX PACTBOPUTEINICH, a TAKKE OTINYACTCS MPOCTOTON U SKCIPECCHOCTHIO.
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VYerpoiictBo ans peanuzaruu Metoga  SPME  mpeacraBmsier  coboi
MOIU(DUIIMPOBAHHBIN MUKPOIIIPUI] C BBIIBUTAIOMICIHCS U3 3aIIUTHOW UTIIBI COPOITMOHHOM
HUTBIO, Ha BHEIITHEH MMOBEPXHOCTH KOTOPOU 3aKPEIUICH CIION COpOeHTa.

B mmpoko pacrnpocTpaHEHHOM B aHaJIWTHYECKOW IpakTuke Bapuante SPME [1]
AQHAJINUTHI U3BJICKAIOT U3 AaHAIM3UPYEMOU MaTPHUIIBI IIyTEM MOTPYKEHUS] COPOLIMOHHON HUTH
B Ta30Bble CMECH WJIM BOJHBIE DPACTBOPBL, a BBOJ MNPOOBI B Ta30BbIi Xpomarorpad
OCYUIECTBIIIETCS 32 CUET TEPMOJAECOPOIMH aHAJIUTOB HEMOCPEACTBEHHO B J103aTOpE
xpomatorpada.

OnpIT MpakTUYECKOr0 MPUMEHEHUs YKa3aHHBIX YCTPOWCTB ITO3BOJISET BBIJIEIUTH
PSI IPUCYIIUX UM HEJOCTATKOB: OrpaHnueHHbINH 00beM (0,5 MKIT) COpOIIMOHHBIX CIOEB, a,
CJIEZIOBATENIbHO, MX HHU3Kash COpOIMOHHAs €MKOCTh, NMPUMEHEHUE XPYIKUX, HEMPOUYHBIX,
JBIKYIIMXCA KBapLEBbIX HUTEH M TPYLIUXCS IOBEPXHOCTEH B COCTAaBE YCTPOMCTBA
CYILIECTBEHHO CHUXAET €ro HaJleHOCTh; BECbMa OIpPAaHUYEH KpPYyI TBEPABIX COPOEHTOB,
MPUTOHBIX ISl HAHECEHHUS! HA BHELIHIOIO TTOBEPXHOCTh KBaplIeBOM HUTH.

B mpennaraemoii pabore onucaHo yCTpPOWCTBO, B 3HAUMUTEIHLHON Mepe CBOOOIHOE
OT yKa3aHHBIX HEAOCTAaTKOB. [IpMHUMNHANBHBIM OTIMYHEM MPEIIaraéMoro yCTpOHCTBA
SBISICTCS HAJIMYME COPOILMOHHOTO CJIOSI HAa 6HYmpeHHell TOBEPXHOCTH MHKpPOTPYOKH,
3aKpBITOM C OJHOTO KOHIA (MHUKpompoOupka). Takas KOHCTPYKIHSI TO3BOJISET
CYIIECTBEHHO YIPOCTHTH TPOLECC HAHECCHHUsS, YBEIMYUTH O00BEM COPOIMOHHOTO CIIOS,
MOBBICUTh MEXAHMYECKYI0 MPOYHOCTh U HAJEKHOCTh YCTPOMCTBA, a TAKKE CHHU3UThH €ro
ctouMocTb. KpoMme Toro, npesuiaraemasi KOHCTPYKIUS [TO3BOJISIET MPOBOJAUTH CUHXPOHHBIN
oTOOp MpOOBI Ha HECKOJIbKO JIOBYIIEK M3 OAHOW TOYKU. V3MEHEeHHe KOHCTPYKIUU
YCTPOHCTBA TIOBJIEKIIO 32 cOO0M M3MEHEHNE MPOIIETypPhl BBOJA TPOOKI B J03aTOP Ta30BOTO
xpomatorpada. MukpornpoOupka BBOJUTCS B TOPSYYIO 30HY J03aTOpa TaKUM 00pa3oM,
yTOOBI BXOJHOW KOHEIl KamWUIIPHON KOJIOHKM OKa3zajics BHYTpH ycTpoiictBa. [locie
3aBeplUICHHs TMpoliecca TePMOAEeCOPOIIMM MUKPOMPOOUpKa M3BIEKAETCS M3 J103aTopa 3a
CYET MTOTOKA ra3a-HOCUTEIS.

Takum o6pazom, 3ToT BapranT SPME M0OXHO Ha3BaTh METOJOM MHKPOIKCTPAKIIUU
B MUKpOIpoOupKe — micro tube micro extraction (MTME). Bo3moxxaoctn metogqa MTME
WUTIOCTPUPYIOTCS Ha TpUMEpPE OmpeeseHus cyoMukporpammoBbsix konudectsB BTEX B
BOJHBIX MaTpHIlaX.

SKCNnepuMeHT

Jia  peanu3anuu  METOAA NPHUMEHSJIM  CTEKISIHHYI0 MHMKPONPOOHPKY  CO
CIIEIYIOIIMMH F€OMETPUYECKUMHU MapameTpaMu: JuyinHa 20 MM; BHYTpeHHUH quametp 1,1
MM; HapyXHbIi auametp 1,5 mMM. BHyTpeHHsII MOBEPXHOCTh MOKPHITA MOHOCIIOEM
copbenta Tenax®TA. TonmmHa €108 COOTBETCTBYET pa3MepaM 4YacTHIl COpOEHTa H
coctapisieT npumepHo 100 mxMm. OOmass macca JoBymKH coctaBisger 30 Mr, a macca
copbenTa - 1,5 mr. Ilocie U3roToBIEHUS KaX1yI0 JOBYIIKY KOHAUIIMOHUPOBAIN B TIOTOKE
renust ipu 300°C. CxemaTtnueckoe W300pakeHUE YCTPOMCTBA MPEICTaBICHO Ha puc. 1.
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Puc. 1. Cop6rimonnas TpyOka A-Bua cOoky; b-onepednoe ceueHue
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I'panynpoBoYHbIE pacTBOPHI T'OTOBWJIM IYTEM CMEIIMBAHMUSA YHCTBIX BEILECTB C
JWCTHJIIHPOBAHHOM BOJON C MOCIEAYIONMM SKCIIOHCHIHANBHEIM pasOapierrem. 10 cm’
IPaIyHPOBOYHBIX PACTBOPOB MOMEIIAIN B BUAIBI BMECHMOCTBIO 20 CM”.

OmnpeneneHue MpOBOIWIN METOAOM aHaJIM3a PaBHOBECHOM ra3zoBoit ¢azel. C sToM
LIEJIbI0 MUKPONIPOOMPKH pa3MeIlaad HaJl MOBEPXHOCTHIO )KUJIKOCTU B 3aKPBITOM COCYE,
re OPOUCXOauIo IU(QY3MOHHOE PAaBHOBECHOE KOHIICHTPUPOBAHUE OMPEICTSEMBbIX
KOMIIOHEHTOB Ha IOBEPXHOCTH copOeHTa. (CxeMaTHueckoe H300pakeHue YCTpoiicTBa
MPEICTABJICHO Ha pHUC. 2.
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Puc. 2. Cocyn ¢ copbunonHsiMu TpyOkamu (1- copbunonHas TpyOka,
2 — MUKPOKOHTEHHEp, 3 — MepeMeIINBaIOIINN AIEMEHT MarHUTHOM MEIIaJIKH )

JecopOiuio nmpoBoAWIN B MOAU(DUPOBAHHOM J03aTOpE Ta3o0BOTO XpomaTorpada mpu
temneparype 300°C. CxemaTuyeckoe n300paXkeHHe YCTpoiicTBa NpeACTaBICHO Ha pUC. 3.
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Puc. 3. YcrpoiicTBo aiist BBos1a COpOIMOHHBIX TPYOOK (1 - HampaBmstomast 1yist
COpOIMOHHOM TPYOKH, 2 — cOpOIIMOHHAS TPYOKa, 3 - HArPEBAIOIINE AIEMEHTHI
UCTIApUTENs, 4 - KamUIIpHAs XpoMaTorpaduueckasi KOJIOHKA, 5 - Ta3-HOCHTEb,
6 - cpeMHas NpoKJaaKa)
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Xpomatorpadudeckoe onpeserecHrue MpOBOAWIA Ha Ta30BOM XxpoMarorpade "Xpomoc
I'X-1000" (P®) ¢ momuduUIMPOBAHHBIM HCIAPUTENIEM H HOHHM3AIMOHHO-TITIAMEHHBIM
JETEKTOPOM.

Jlnst pa3aenenus yriaeBoA0opOA0B UCHOIb30BAIA KAMJUISIPHYIO KOJIOHKY: MaTepHall
— CTEKJIO + KBaplr;, AiuHa 55 M; BHyTpeHHud nuametrp 0,63 mMM; HemoaBuxkHas (asza -
MOJUATHIICHTIIUKOIb, TomuHa TwieHkH 0,5 MM, ¢ dexruBHOCTs Kononku 73000 TT. 1m0
tonyouy, (HIT OZ1O "JTroxan") (PB). YcnoBus npoBenenus anaim3a IpuBeACHBI B Ta0. 1

Ta6mmia 1. YcioBus mpoBeeHNs aHaIu3a U TPalyuPOBKU

IToka3zarenn 3HaueHue
Temrmepatypa Tepmoctara kojoHkH, °C 70
Temneparypa ucnapureis, °C 300
Temneparypa aerekropa, °C 150
CyMMapHbIi pacxo]1 raza-HOCUTENS, CM’/MuH 30
KoadduumeHT nenenus noToka Ha BX0J€ B KOJIOHKY 1/5
Pacxoj1 ra3oB Jis HOHH3AHOHHO-IIAMEHHOTO I€TEKTOPA, CM’/MHH:
BOJIOPOZ CM°/MHH 20
BO3IYX CM /MHH 200

Pe3ynbTathl U ux o6cyxaeHue

[IpemnoskeHHBI BapuaHT TBEPAO(A3HONH MHKPOIKCTPAKIIMH TMPEICTABISAET COOOM
croco®d KOHIEHTPUPOBAHHUS TMPOOBI B  YCTPOHCTBE, COBMECTUMOM C Ta30BbIM
xpoMarorpadom, ITOMyCKaIoIEeM TEPMOACCOPOIMI0 U BBOA MPOOBI 0€3 MPOMEKYTOUHOM
ctaauu kpuodokycupoanus. Kpome Toro, Masisie pa3mepbl yCTPOMCTBA MO3BOJISIIOT BECTH
mpollecc BBOJA TPOOBI TMPH BBICOKUX JIMHEHHBIX CKOPOCTSX Ta3a-HOCUTEINS, YTO
3HAYUTENBHO CHIDKAET pa3MbIBaHUE 30HBI JeCOPOUPOBAHHBIX MAPOB.

[Ipu otrGope mMpoO CKOPOCTH IKCTPAKIUH JTUMHTUPYETCS TU(y3uer aHAIUTOB
BHYTpU YCTpPOMCTBA, OJHAKO MHHHMATIOPHBIE pa3Mephl ycTpoicTBa (amuHa — 20 MM,
BHYTpeHHUH quameTp — 1.1 MM) MO3BOJISIIOT UCTIOIB30BaTh €ro KakK JJisi TACCUBHOTO, TaK U
JUTsL aKTUBHOT'O 0TOOpa mpoo.

Jl1st oLileHKH IpeesioB 0OHAPYIKEHUS UCIIOJIb30BATIUCH NCKYCCTBEHHBIE cMecH OeH301a,
TOJNIyoJa, 3TUI0EH30a, M-KCUioja, M-KCHIIoNia U O-Kcujona B Boxe. [lo mpeamokeHHOMY
METOJy OBLIM YCTAaHOBJIEHBI CIEAYIOLIME MHUHHUMAJbHBIE OIpEAesieMble KOHIIEHTpPALUU
(LOD):
6enson 0,038 Mkr/aM’;
tosyou 0,017 MKT/1IM;
stun6enson 0,014 MKT/iM° ;

e kcmnoisl 0,012 MK/ M.

Ha cragum rpagyupoBKM CTaHIApTHOE OTKJIOHEHHWE He npeBblmiano 9% mnpu
UCIIOJIb30BAHUU JIBYX Pa3JIMYHBIX JIOBYIIECK JIJIsl MPOBEJACHUS MapauIeNIbHbIX aHAJIU30B, a
Kod(puImeHT xKoppensaiuu He omyckancs Hwke 0,95 mis TMHEWHOW 3aBUCUMOCTH THITA
y=ax N0 KaXJIOMy KOMIIOHEHTY, B Juarna3oHe kouueHTpauuii ot 0,01 MKF/,Z[M3 mo 10
MKF/ILM3 .

Oco0eHHOCTBIO TBEPIO(PA3HOTO MUKPOKOHIIEHTPUPOBAHUS SIBISETCSI 3aBUCUMOCTD
YYBCTBUTEIBHOCTU OT KOA()(PUIIMEHTOB pacrpeneseHus] aHATUTOB MEXIY IMOJIUMEPOM U
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razoBoi (azoil. ITo sABICHUE MPUBOAUT K TOMY, YTO Pa3HbIC aHAIMUTHI MIPU OJHON W TOM

K€ KOHIIGHTPALlMK JAI0T Ha XpOMaTorpaMMe MUKHU ¢ pa3Hoii ruiomaasio (Puc.4).
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Puc. 4. TunoBast xpomaTorpaMma CMECH apOMATHYECKHUX YIJIEBOAOPOIOB

3akntoyeHue

Takum 00pa3zoM, NperIoKEHHOE YCTPOWCTBO IO3BOJIIET MPOBOJHUTH IMapauleiIbHbIHN
CHHXPOHHBII OTOOp TPOOBI Ha HECKOJBKO JIOBYIIEK W3 OJHOW TOYKH IMPoO0ooTOOpa,
o0ecrieynBaeT  JOCTATOYHO  BBICOKYIO  YYBCTBUTEIBHOCTh  aHajM3a, JOIYyCKaeT
BO3MOXXHOCTb JUIMTEIbHOrO (2,3 Hemenu) XpaHeHUs 1poO, 00Jagaer BBICOKOM
MEXaHUYECKOM MPOYHOCTHIO U HU3KOM CTOMMOCTBIO. [l ompeseneHns HaHOTPaMMOBBIX
KOJIMYCCTB aHAJIUTOB JOCTATOYHO HECKOJIbKUX MUJIJIMJIIUTPOB )KPII[KOﬁ HpO6I)I.

Cnucok nutepaTypbl

1.Pawliszyn J. US Patent 5,691,206 25.11.1997

2.Solid Phase Microextraction. Theory and Practice Pawliszyn J. New York: Wiley-VCH
Inc., 1997. 275 p,

3.Solid Phase Microextraction. A Practical Guide / Ed Wercinski S.A.S., Dekker M., Inc.,
1999. 264 p.

4.Pawliszyn J. Solid Phase Microextraction. In the bool A Century of Separation Science /
Ed. Isaaq H.J. Nei York: M. Dekker, 2002. P. 399.

5.Makapos E.JI., Cromnspos b.B., bepeskun B.I'. u 1p. HoBast KoHCTpyKInsi cOpOUpYyIOIIETo
YCTPOWCTBA JUIsi KOHIICHTPHPOBAHHSI TPUMECEH OPraHUYeCKHX COCIUHCHWA W HUX
MOCIIEYIONIETO Ta3oXxpoMarorpaduieckoro onpesaeineHus // XypHan aHaTUTHYECKON XUMUH.
2005, T. 60, Ne 1, c. 11-16

Boakos Cepreii MuxaitioBu4 - 3aMECTUTEIb Volkov Sergey M. — Deputy Director of Scientific
nmupekropa o Hayke HIT OZIO «Jlroxon» Tten. (375) 17-  Affairs of «Lucap» Ltd, Minsk, email: vsm@tut.by
233-40-67

YepHoBen Ausexcanap HukosaeBuu - crapummit Chernovets Aleksandr N. — senior scientist of «Lucap»
HayuHbii cotpyanuk HIT OJ10 «JIrokam» Ltd, Minsk, e-mail: lexchernovez@gmail.com

Bonxos u np. / Copbumonnsie n xpomarorpadpuaeckue mpoueccst. 2011. T. 11. B, 3



