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MPOTOYHOE COPBIIMOHHO-KUJIKOCTHO-XPOMATOTI PA-
®UYECKOE OMNPEJEJEHUE MOHOY®HUPOB ®TAJEBOI
KHCJIOTBI, BKJIIIOYUAIOIIEE JECOPBLHUIO
CYBKPUTHUYECKOH BOJIOU

JI.P. bopucosa, E.H. T'onuapoBa, M.A. Crarkyc, I.W. llu3un
(kagpedpa ananumuueckoli xumuu,)

IMoka3zaHa BO3MOKHOCTH NMPOTOYHOro copounoHHo-BIKX-onpenenennss monodpuposn
¢pranesoii kucjaorsl. KomOMHUpOBaHHAS MpoLeAypPa BKIKYAeT KOHIICHTPUPOBaHUe (pra-
gaToB u3 10 M1 Boabl Ha NopucTOM rpadguTHpOBaHHOM yriiepoanoMm copbente Hypercarb,
AaecopOnuio cyOkpuTuyeckoii Bonoii npu temneparype 150°C, ¢pokycupoBanue aHAJTUTOB
HA HAYaJILHOM yuacTke BOXKX-Kko0/I0HKH 1 pa3iesieHHe CMeChbI0 AlleTOHNTPHUJIA U BOJBI.

KuaroueBble ciioBa: ¢pranarsi, COpOIMOHHOE KOHIIEHTPUPOBAHKE, CYOKpUTHYECKas! BOJIA, PO-

TOYHOC OIPCACICHUC.

OnHOM W3 TPUOPHUTETHBIX 3a/ad XUMHYECKOTO
aHaJn3a sBIsAETCS OOHApy)KeHHE M OIpe/eseHne
TOKCHYHBIX OpPTraHMYECKHX BEIIECTB B OOBEKTax
OKPY’KaIOIICH Cpeibl, MUIIEBbIX MPOAYKTaX U OUO-
JOTHYECKHX KHUIKOCTAX. DTy 3a/1a4y 4acTO PEIIaloT
C HCIIOJIb30BAHUEM BBICOKOA((EKTUBHON JKUKOCT-
HOM xpomarorpadun (BDXKX). Ognako 4yBcTBH-
teapHOCTE BOXX co cnekrpodoromeTpuueckum
JETEKTOPOM OOBIYHO HEIOCTATOYHA IJIs OIpeesie-
HUS MaJIBIX KOJIMYECTB TOKCHYHBIX BemecTB. OnHuM
13 Hamboyiee pacrnpoCTPaHCHHBIX W A(H(PEKTUBHBIX
CHOCOOOB TOBBIIICHUSI CEIEKTUBHOCTH M YYBCTBHU-
tenpHOCTH BOXX sBnsercss muHammdeckoe copo-
IIIOHHOE KOHLIEHTPUPOBAHUE, KOTOPOE MOXKET OBITh
UCTIOIB30BAHO IS pa3pabOTKH MPOTOYHBIX aBTOMa-
TU3MPOBAaHHBIX METO/IOB aHaIM3a. B Takux cucremax
copOmusi, necopOiusi, paszielieHne U JIeTEKTUPOBa-
HHUE 00bETUHECHBI B OJHOM HEIPEPHIBHOM ITHKJIC aHa-
JM3a: TOCJe H3BICUEHUS ONpPEIENsiEeMBbIX BELIECTB
Ha KOJIOHKE C COPOCHTOM MPOBOIST UX JeCcOpOIuIio,
MOTOK JIECOPOUPYIOLIETO pacTBOpa JOCTABISIET Be-
IIeCTBa B XpOMaTorpapuuecKyro KOJIOHKY, I Mpo-
UCXOJMT UX pa3/iejCHHE.

Jwuadupsr (raneBoil KUCIOTHI HMIMPOKO HCIOINb-
3yIOT B NMPOMBIIUICHHOCTH B KaueCTBE IIaCTU(HKA-
TOpOB. BBHy MOBCEMECTHOro HCNOIL30BAaHUS ILIa-
CTHKOBBIX M3JENUI (TamaTel MOMAgaloT B MHUIIEBBIC
NPOJYKTHI U TIUTHEBYIO BOAY M, CJICIOBATEIILHO, B Op-
ranu3M 4yenoBeka. CoracHo HeTaBHUM HCCIIE0OBaHH-
am [1-4], pranarer MmoryT 061a1aTh KaHIIEPOTEHHBIMH
CBOWCTBAaMH U BIHSTH HAa PEIPOAYKTHBHYIO (DYHKIIHIO
y JKUBOTHBIX. X BIMsHUE Ha YeIIOBEKa M JPYTHE KH-
BbIC OpPTaHU3MBI TOKa JI0 KOHIIA HEe M3y4eHo. MoHO-
3pupsl PTaNEBON KHUCIOTHI SBISIOTCS IMPOXYKTaMHU
MeTabonausMa Au3(PUPoB (TaaeBOil KUCIOTHI B Opra-

HHU3ME, TI0ATOMY OHH MOTYT BBICTYIaTh B Ka4eCTBE
MapKepoB KOHTAKTa 4YeJOBeKa ¢ MociaeTHUMHU. Takum
o0pazoM, aKkTyajgbHa pa3paboTka KaKk METOIOB OIpe-
JeneHust Tua(GUpoB (PrayieBol KUCIOTHI B 00ObEKTax
OKpY’KaloIIeH cpeibl, Tak 1 MOHOA(UPOB B OMOIIOTH-
YECKHX JKUIKOCTSIX.

B mpoTouHBIX MeTOAaxX aHanM3a, BKIHOYAIOIIUX
copbunonHoe koHueHTpupoBanue u BIXX, ompe-
neneHue ruApoPOOHBIX OPraHMYECKUX BELIECTB, Jie-
COpOIHIO U pa3ielieHHe aHAINTOB, KaK IPaBHUIIO, TIPO-
M3BOJIST OJTHUM U TEM K€ DITIOEHTOM, XOTs J1st 3 dek-
TUBHOI 1ecOpOLUN HEOOXOANMBI CHIIBHBIC HITFOCHTHI,
HarpuMep YUCThIE METAHOJ WM alleTOHUTPWIL, a IS
pazzieneHus BemlecTB — Oonee ciabbie. BoszHukaeT
npobieMa BHIOOpA ONTHMAIBHOTO COCTaBa AIIOCHTA,
MOJXOSIIIEr0 Kak JUIsl JecopOlnu, TaK U JJisl pasfe-
nenusi. OOBIYHO UCTIONB3YIOT AITIOCHT CPEIHEN CHUIIBL,
OJIHAKO 3TO TIOYTH BCET/a MPUBOIUT K YITHPCHUIO TTH-
KOB Ha XpoMmarorpammax [5, 6].

g pewieHust 3Toil mpoOaeMbl HAMH TIpeIoKe-
HO WCITOJIb30BaTh CyOKpuTHYecKyto Bomy [7]. Cyo6-
KpUTHYECKask BOJA — ITO JKUIKAs BOJA, HArpEeTas IMOJ
nasnenuemM Boiie 100°C. B Takux ycnoBusix ee Iu-
JNEKTPUYECKasi MPOHUIIAEMOCTh PE3KO CHIDKACTCH,
BOJIa CTAHOBUTCS MEHEE MNOJISIPHO, YTO MPHBOIUT K
MOBBIIICHUIO PACTBOPHUMOCTH THAPOPOOHBIX OpPraHu-
yeckux Bemiects [8—10]. Ilpu yBennuenun temmepa-
TYpBI MIOUPYIONIAs CHJIa BOJABI BO3PACTAET, UTO IO-
3BOJISICT MCTIOJIB30BATH €€ JUIS AeCOPOIMN aHAIHUTOB.
[Ipn oxnakaeHUM BOAAa BHOBb CTAHOBHTCS ClaObIM
9moeHTOM. TakuMm o0pas3oM, Mpu Mojade BOIHOTO
KOHIICHTpaTa B XpOMAaTorpauyecKyto KOJOHKY Ha
HAYaJIbHOM yUYacTKe KOJIOHKH Oy/IeT MPOUCXOTUTH (o-
KyCHPOBaHHE, T.€. JOTIOJHUTEIbHOE KOHIIEHTPUPOBA-
HUE aHAJHUTOB.
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Panee mamm Obuta pa3paboTaHa METOAMKA MPO-
TOYHOTO copOrmoHH0-BOXX-onpenenenus penonon
B Bozax [l1], Bkirouaromiasi cOpOIMIO aHAJIUTOB Ha
MOPHUCTOM TPa(UTHPOBAHHOM YITIEPOITHOM COpOCHTE
Hypercarb, necopOmuio cyOKkpuTHUecKoil BogoH, (o-
KyCHpOBaHHE U Xpomarorpapuueckoe OInpeeeHue;
npenesbl ooHapyxkeHus: cocraBmwin 0,62 mkr/n. Ha-
cTosimiasi pabora MocBsiiieHa pa3paboTKe aHAIOTHY-
HOTO METONa OTpEeneNieHHs MOHOX(HPOB (TanmeBoit
KHCJIOTHI.

3KCHepHMeHTaﬂbHaﬂ 4yacThb

Peazenmul u copoenmat. J1J1si TpUrOTOBICHUS pac-
TBOPOB HCIIOJIb30BAJIM JIEMOHU30BAHHYIO BOJY, KOTO-
pyto momy4anu Ha ycraHoBke «Millipore Simplicity»
(«Millipore», CIIIA), ynmeapbHOE CONPOTHUBICHUE
Bozbl coctaBisio 18,2 MOwmxcMm. [lpumensiu are-
TOHUTPHJI cTeneHN YucToThl «Super Gradient» («Lab-
Scany, Upnangus).

Hcxomubie pacTBOPHI (pTasieBoi KHCIOTHI, MOHO-
Metuindranara, MoHodTHIA(dTanara, MOHO-U300Yy-
tundranara, MOHOOCH3HI(PTaNaTa B KOHIICHTPAITUT
1 Mr/MJ TOTOBWJIM PAacTBOPEHHWEM HABECOK 3THUX Be-
miecTB (cTeneHb YucToThl >98%, «Sigma-Aldrichy) B
alETOHUTpUIIE. BCe pacTBOPBI XpaHWIH B CTEKIITHHOM
MOCyJie ¢ MPUTEPThIMU NTpoOKamu. McxonHbie pacTBo-
pbI xpanuiu B TemHoTe nipu +4°C. Jliis mpenoTBpaiie-
HUSI Pa3JIOKEHUs BEIIECTB B CPeie CYOKpUTHUECKOM
BOJIbI AaHAJIM3HPYEMbIe PACTBOPHI U TOABIKHYIO (azy
MPOAYBAJIN a30TOM.

JlJis1 KOHLIEHTPUPOBAHUST AaHATUTOB MCTIOIH30BAIH
copbent Hypercarb — mopucTslii rpadutupoBaHHbBII
yriepon, pazmep yactull 30 MKM, CpenHUM AuameTrp
nop 25 HM, yzienbHas moBepxHocTs 120 M/t («Thermo
Electron Corp.», CIIA). CopbeHT nmomemanu B KO-
JIOHKY pazMepoM 30x2,1 Mm.

Annapamypa. Vcrionb30Baiy KOMILIEKC 000pyIO-
BaHUS JJIsl IPOTOYHOTO copOonroHHo-BIXKX-ananmsa,
COCTOSIIIIUI U3 Y3JIOB CEPHUITHO BBIITYCKAEMOTO 000pYy-
nosanusi («AxBuion», Poccust). Kommeke Bkirouan
JIBA HAcoca BBICOKOTO JaBICHHSI, aBTOMATHYCCKHM
JIBYXUHKEKTOPHBIN OJIOK, CIEKTPO(HOTOMETPHUIECKUI
JIETEKTOP ¢ aHaJIoroBbIM BIxoaoM (SP8490). Curnan
JIETEKTOpa PETUCTPHPOBAIN C MOMOIILIO BHEIITHETO
aHanoro-mugpoBoro mnpeodbpazosarens (E-18 AQU
ADC). Ynpasnenue y3naMu KOMILIEKCA OCYIIECTBIISA-
JIY C TIOMOILBIO TIEPCOHATBHOTO KOMIIBIOTEpA.

Jns yMmeHbIieHUS COpOLMU KOHIEHTPHUPYEMBIX
BEIIECTB HA MArMCTPAISX KalWJUIAPHI, Yyepe3 KOTO-
pBI€ MPOKAUYMBaIIM BOJHBIE PACTBOPHI MUKPOKOMIIO-
HEHTOB, OBLIM CJIIeNaHbl W3 HEpKaBEIOLIeH CTau,
ocTanbHble — u3 nonmdupadupkerona PEEK.

Jlis mpeaBapuTEeNbHOTO HArpeBa W OXJIKICHHUS
BOJIbI MCIIOJIB30BAJIM OTPE3KU KAMWIUIIPOB U3 HEpxKa-

BEIOIIIEW CTanu AIMHOM 1,5 M U BHYTpEHHUM JHaMe-
TpoM 0,25 mm.

@Oranarel pazgensian Ha KojoHke (150x4,6 mwm)
Luna C («Phenomenex», CIIA), pasmep yacTuil
copOeHTa COCTaBIISI 5 MKM.

JUist HarpeBa MOABMXKHOM (a3bl HCIOIB30BAIH
KOpIyC neun (BHyTpPEHHHE pa3Mepbl 22x25%17 cM,
00beM 9 L[M3) oT Ta3oBoro xpomarorpadga JIXM-80
(BAO «Xpowmarorpady», Poccust), B KoTopbIii Hamu
OBl yCTaHOBJIEH TPyOUaThIi AIEKTpOHATpeBaTeb
(TOH) momuocthio 1800 Bt. Harpes u repmocra-
TUPOBAHUE OCYUIECTBIISIIIM C MOMOIIBIO 3JIEKTPOH-
Horo tepmoctara TPM 10 ¢ tepmomapoit ATIIK
(BAO «OBEH», Poccust), k KoTopoMy OBIIO TOJI-
KiodeHo TeepaoTenbHoe pene (PFE-240-D25,
«Crydomy», CHIA) nns ynpaBlieHHs Tojadei Ha-
npsokenust cetu (220 B) ma TOH. CobGpannoe
ycTpoicTBO (puc. 1) mo3BoIsieT 3a/1aBaTh U MOJ-
nepxuBarb temieparypy 10 300°C ¢ TOYHOCTBIO
He xyxe 0,5°C. Bpems narpesa ot 20 go 250°C
COCTaBIISJIO HE Ooyiee 5 MUH.

Ucnonp3oBanu orpanuunrtenu aasieHus P-789
(«Upchurch Scientificy, CIIIA), HoMuHanbHOE CO3/1a-
BaeMo€ NMPOTUBOAaBIEHUE 35 aTM (TIPH NPOIYCKaHUH
BOJIBI CO CKOpPOCThIO 1,0 MJI/MUH IIpU TeMmIeparype
20°C).

Pe3yabraThl M MX 00Cy:K/AeHUE

IIpamoe BIKX onpedenenue ¢hmanamos. Ha
MPEIBAPUTEIFHOM 3Tare OBLI0O HEOOXOIUMO BBI-
OpaTh onTHMalbHble YycioBus mpsimoro BOXKX-
ompeneneHuss ¢ranaroB. s 3TOro Mbl aaanTHPO-
BaJlU ONHMCAHHYIO B JINTeparype MeToauky BOXKX-
ompenenenus ¢ranatoB [12—15] k umeromeMycsi B
HalleM pacropsHKeHUH OOOpYIOBaHHUIO M MaTepua-
naM. Jlns mopaBieHus AMCCOLMANUU MOHO(TanaToB
B omoeHT Beoamimm 0,1 06.% H,PO,, nmkextuposanu
20 Mk pacTtBopa (TanatoB. AHAIUTHI IETEKTUPOBaA-
JIY TIpH JUTHHE BOJTHBI 226 HM [12-15].

TunuyHast XxpoMaTorpamma mpsiMoro onpeAeIeHHs
¢dranaroB npeacrapieHa Ha puc. 2. Kak BUIHO U3 3TO-
ro PUCYHKa, MUKH XOPOLIO Pa3pelIeHbl AaXe B U30-
KparudeckoM pexkume. [lopsiiok BeIXola aHAIWTOB
COOTBETCTBYET uX ruapododHoctu. Ilo nomyueHHBIM
XpoMaTorpaMMaM pacCUMTBIBAIM MapaMeTphl Tpamry-
MPOBOYHBIX 3aBUCHMOCTEH U Mpeesbl 0OHApYKEHUS
AQHAJIUTOB 1O JUCIEPCHH MapaMEeTPOB I'PagyHUpOBOYU-
HOI 3aBucuMOCTH [16] (Tadi. 1). B kauecTBe aHayu-
TUYECKOTO CUTHAJa WCIOIb30BAIHU IJIOLIA[N TTHKOB.
WnTepBan omnpenenseMoro cojuepkaHusi (ranato
cocraBun ot 0,1 go 1 mr/a. OTHOCHTENBHOE CTaH-
JApTHOE OTKJIIOHEHHE PE3yJIbTaToOB MPSMOTO OIpese-
nenust pranaroB Haxomutcst B uHTepBasie 0,01-0,13
(tadmn. 2).
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Puc. 2. Xpomarorpamma, momydenHast mpu npsimom BOXXX-onpenenennn ¢pramatos: / — prane-

Bas KUCJIOTA, 2 — MOHOMETHI(TAAT, 3 — MOHOSTHII(TANIAT, 4 — MOHO-H300y THII(hTAIAT, 5 — MOHO-

Oenzundranar (KOHIEHTpAIHs KaXI0ro aHanuTa 1 Mr/i, noxBukHast paza — aleTOHUTPUII: BOJIA,
cojeprkanue Bonbl 60 00. %

Ilpomounoe onpedenenue ¢manamos, 6KjIO-
yawowee copouurd, oecopouuro cyoKpumuuecKkoi
600oit, gpokycuposanue u BIKX pazoenenue. 1lpu
paspaboTke MeToMKH ornpeneicHus ¢penomnos [11] Ha
CTaJiH JIeCOPOLIMU BapbUPOBAIN TEMIIEPaTypy CyO-

kputndeckor Boas! oT 150 no 200°C, B xauecTBe OI-
TUMaJIbHOM Obl1a BeIOpana Temneparypa 175°C. [pu
MOBBILICHUU TeMIlepatypsl >175°C ynanock 100UTh-
Cs1 TOBBIIIICHUS CTETIEHH AecopOIuH (hEeHOIIOB, OTHAKO
HEKOTOpBIE M3 HHUX MOABEPTaINCH pa3iioxkeHuro. [lpu
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Tabnuua 1

IMapaMeTpsbl rpaIyupOBOYHBIX 3aBHCUMOCTEl U Npeaesibl 00HapykeHus: mpu npssmom BIYKX
onpenenennn pranaros Vcnonb3oBanu ypaBHeHnue suja: S =Axc + B

OmnpenensieMoe BEUIECTBO A, MBxcxa/r B, MmBxc R Cypppp MI/TT
®dranesas KUCIIOTa 82,52 1,8555 0,99 0,1
MonomeTmigTanar 63,872 -0,4752 0,99 0,1
Momnostundranar 95,35 -0,1273 0,99 0,1
MoHo-u300y T TAIAT 56,532 -1,5742 0,99 0,2
Monob6en3midranar 58,513 0,6071 0,99 0,2

Taonuma 2

OTHoOCHTE/IbHOE CTAHIAPTHOE OTKJIOHEHHE Pe3yabTaToB npsimoro BOXKX onpenenenns ¢pranaros
(c,mr/ny,n=3-4)

OmnpexnensieMoe BEIECTBO 0,10 0,25 0,50 0,75 1,00
dranesas KuciIoTa 0,07 0,02 0,01 0,01 0,01
MonomeTmndTanar 0,06 0,04 0,02 0,01 0,01
Momnostungranar 0,11 0,05 0,02 0,01 0,01
MoHo-u300yTHIpTAIAT —* 0,13 0,03 0,01 0,02
Mono6en3uidranar —* 0,05 0,03 0,02 0,01

*Huke nipesienia 00HapyKeHHS.

pabote ¢ ¢ranatamu IS MPEIOTBPAILIEHUS] BO3MOXK-
HOTO THIPOJIN3a B HACTOSIIECH paboTe HE TPOBOIIIN
SKCIIEpUMEHTOB IpH TeMriieparype Boimie 150°C. Cxe-
Ma YCTaHOBKH JUISI IPOTOYHOTO COPOITMOHHO-BOKX-
onpeneneHnus (TanaToB C UCIOIb30BAHUEM CYOKpH-
TUYECKON BOJBI HAa CTAJMU JeCOpOIMN pUBEIeHa Ha
puc. 1.

[lpu nmecopOuu  ¢TanatoB pacTBOPOM aleTo-
HUTpwI-Bona (o0bemHoe coorHomieHue 40:60)
(myHKT 2.1, cM. HMXKE) WM CYOKpUTHUECKOW BOJON
pu 150°C (. 2.2) sKkCrepuMeHT BKIIIOYall CIEAyIo-
LIMe CTaJNu:

1. Ha craguu copOuuu mpomyckaay 4epe3 KOJIOH-
Ky JUTsl KoHIeHTpupoBanus 10 mi pactBopa (ranato
B JICMOHU30BaHHOM Bojie ¢ moOamienmem 0,1 00.%
H;PO, co ckopocTeio 1 Mi/MuH.

2. Ha craguu necopOumu:

2.1. Ilpomnyckanu yepe3 KOJIOHKY JJIsl KOHIIEHTPUPO-
BaHMS 5 MJI MMOABMKHOM (ha3bl MPU CKOPOCTH TOTOKA
0,5 Mi/MUH, pacTBOp Mocie JecopOIun MoJaBain B
B2XKX-konoHKy.

2.2. Bkiroyany HarpeB Heuu, NpOBOJWIM MpeJiBa-
pUTENBHBIN MporpeB B TedeHue 10 MuH, 1Mocie 4ero
BKJIIOYAJIM TIOTOK BOJBI YEpPEe3 KOJIOHKY JJIsl KOHICH-
TPUPOBAHMS, MIPOITYCKAIU 5 MJI BOIBI IIPU CKOPOCTH
notoka 0,5 mu/mMuH. PactBOp mocie mecopOuum ox-
naxaand u nojasanu B BOXKX-konmoHky, mpu 3ToM

MPOUCXOAHUIO (POKYCHPOBAHHE aHAIUTOB B BUIC Y3-
KO¥1 30HBI B Hauaie BOXX-komonkwu.

3. Ilpoogunu BOXKX-pazaeneHue aHaIuToOB CMe-
ChIO aneTOHHTpHI—Boga ¢ nobasinenuem 0,1 00.%
H,PO, nmpu xoMHaTHO} TeMneparype.

XpomarorpaMMsbl, MOTYyUYEHHBIE MPU TPOBEICHUH
KOMOMHHMPOBAHHOM TPOLEAYpHl, IMPEICTaBICHBl Ha
puc. 3. Bpemst yzep:KuBaHusI aHAITUTOB MpeCTaBIIe-
HO B Ta011. 3. [1pu gecopOiuu cyOKpUTHIECKOIN BOJIOM
BpeMsl YIIep>KUBaHHsI MEHbLIE, YeM TMPH IeCOpOIrH
BOJIHO-AIIETOHUTPUIIBHOHM CMECHIO, TaK KaK B TIEPBOM
cllydae aHaJIWThl YJIEP>KUBAIOTCS TOJBKO Ha Xpoma-
Torpaduueckoll KOJIOHKE, B KOTOPOH pa3iemsitoTcs
BELIECTBA, CKOHLIEHTPUPOBAHHBIE HAa €€ HayaJIbHOM
yuactke. [Ipu mecopOnmy BOIHO-alETOHUTPUIBLHOM
CMECBIO aHAJIMTHI YIEPKUBAIOTCS HA JBYX TOCIENO-
BaTEeNIbHO COEIMHEHHBIX KOJIOHKaX. Bpems ymepxu-
BaHUS TIPU MPSIMOM BBOJIC U B CXEME, BKIIOUAIONICH
WCIOJIb30BaHNE CYOKPUTUYECKON BOJBI, CPABHHMO B
npe/esiax MmorpenHoCTH U3MEPEHUH.

CrernieHb M3BIICUCHUS AHAIUTOB IIPH  JIeCOpO-
MU cMechio arnetoHuTpwi:Boga (40:60) cocrapuiia
91-100%. Ilpu necopObumu CyOKpUTHYECKOH BO-
ot ipu Temmeparype 150°C creneHb HW3BICUCHUS
HUKE, YTO CBHUJIETEIBCTBYET O HEKOJIWYECTBEHHOM
necopbuuu. Ilocne Kakaoro sKCHIEpUMEHTa KOJIOH-
Ky JJ5 KOHIICHTPUPOBAHMS MPOMBIBATH CMECHIO
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Puc. 3. XpomarorpaMmsl, ojy4eHHbIe IIpHU on-line copormonro-BIXKX-onpeneneHnn cme-

cu (ranatoB: 4 — necopOiust xpomarorpadudeckum moeHToM (C = 20 MK/, KOMHATHAsI

Temneparypa; b — necopouus cyokputudeckor Bogou (C = 20 mxr/n, 7= 150°C): I — dra-
JIeBast KUCIIO0Ta, 2 — MOHOMeTHI(Tanar, 3 — MoHOATWI(TaNAT, 4 — MOHO-U300yTHI(TaNaT

TabOnuma 3

Bpems ynep:xkuBaHus BemiecTs (MMH)

OnpenensieMoe BEIECTBO [Tpu necopOumn [Tpu necopbunmn [Ipu npsmom
TTOJIBYDKHOM (ha3oid CyOKpHTHUYECKOW BOIOMH, ONpe/IeNICHUN
temneparypa 150°C
draneBas KHCIOTA 8,9 3 2,2
MonomeTmngTanar 11,3 3,5 32
MomnosTungranar 12,6 4.4 4,1
MoHno-u300yTHI( TAIAT 19,7 9,4 9,7

n3oMponanon:anetoHuTpun (75:25) nnsa  ymaneHus
OCTaBIIUXCS aHANUTOB. {5 pemrenus 3Toil mpooite-
MBI B JlalibHEHIIEH paboTe MBI MPEIoIaraeM MmoBbI-
cuth Temmeparypy mo 175-200°C. lllupuHa nMUKOB
MIPU TIPSIMOM OTTPEJIEIIEHUH U TIPH AecOpOLIuU CyOKpH-
THYECKOU BOAOW MPaKTUYECKU HE paznuuaercs. [u-
pUHA MMUKOB MPH AecOpOIUN CyOKPUTHUYECKOH BOAOKN
B 2—-3 pa3a MeHbIIe, YeM TIpHU JIeCOpOIMU BOHO-aIIe-
TOHUTPUILHON TOABIKHOM (hazoil, UTo 0OBsICHIETCS
(oxycupoBaHMEM Ha HayaJlbHOM Yy4YacTKE XpoMaro-
rpaduuecKoil KOJIOHKH TIPH TT0/1a4e BOAHOTO KOHIICH-
Tpara (tad:m. 4). DTo IEeMOHCTPUPYET MOTCHIIMATEHYIO
BO3MOYKHOCTb HCIOJIb30BaHUS CyOKPUTHYIECKON BOIBI

JUIsl aHaJIM3a CJIOKHBIX CMecel ¢ OJIM3KUMU MHIEKCa-
MU YIEPKUBAHHUS, TI€ TPEOYIOTCS KOHIEHTPUPOBAHHE
U BBICOKasT A(P(PEKTUBHOCTH XpOMaTOTpaduuecKoro
pasaeneHus..

[To moy4eHHBIM XpOMaTOTpaMMaM PaCCUNUTHIBAIIH
npeaessl OOHAPYKEHHUS aHAITUTOB, KOTOPBIE COCTAaBH-
mu 0,17-0,26 MKr/n npu gecopOunn cCyOKpUTHIECKOM
BOZIOH. B KauecTBe aHAIMTHYECKOTO CUTHANA UCIIOJb-
30BaJIM TUIOIIAAb MUKOB. OTHOCUTENBHOE CTaHIapT-
HOE OTKJIOHEHHE Pe3y/bTaTOB ONpeeIeHus (hranaToB
Haxomutest B mHTepBane 0,02-0,19 npu mecopbunmn
BOJIHO-alleTOHUTpUIBbHON cMecbto u 0,02-0,24 mpu
JecopOIy CyOKPUTHIECKOHN BOJIOH.
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Tabnuua 4

[IupuHa NMKOB NPH JecOpOIUMN MOABUKHOI ¢a30ii, Npu gecopOuuu CyOKPUTHYECKOH BOJOI ¥ MPH MPSIMOM
onpenejeHuu (w,,, €)

OnpeznensieMoe BELECTBO [Tpn necopbunmn [pu necopOrmn IIpu mpsimom
TIOJIBYDKHOU (ha3oi CYOKpUTHYCCKON BOIOM, OIpeNeNICHUN
Temneparypa 150°C
®draneBast KHCIOTa 24 8 5
MounomeTuidranar 15 6 7
Monostundraiar 14 7 8
Mono-u300yTHaTanaT 37 16 17

Pabora BrImtonTHEHA TTpH (PETHAHCOBOH Moz IepkKe Poccuiickoro HaydHOTO (POHIA
(rpanT Ne 14-23-00012).
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ON-LINE SOLID PHASE EXTRACTION AND HPLC DETERMINATION
OF PHTHALIC ACID MONOESTERS BY DESORPTION WITH

SUBCRITICAL WATER

D.R. Borisova, E.N. Goncharova, M.A. Statkus, G.I. Tsisin

(Division of Analytical Chemistry)

The possibility of on-line solid phase extraction and HPLC determination of phthalic
acid monoesters is demonstrated. Hybrid procedure includes solid phase extrcation of
phthalates from 10 ml of water sample on porous graphitic sorbent Hypercarb, desorption
with subcritical water at 150°C, focusing of the analytes at the initial part of the HPLC
column and separation with water-acetonitrile mixture.

Key words: phthalates, solid phase extraction, subcritical water, on-line coupling.
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