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TBEPJOP®AZHOE MUKPOSKCTPAKIIMOHHOE KOHIIEHTPUPOBAHUE
AJIMPATUYECKUX AJBJAEINJ0B C.—Cs B ®OPME ITPOU3BOJAHbIX
0-(2,3/4,56-:1IEHTA®TOPBEH3UI) U APOKCUJIAMUHA

Pa3paborana 4yBCTBUTENbHAs METOJMKA Mapo(a3zHoro TBepaA0(ha3HOr0 MUKPOIKCTPAKIIMOHHOTO KOHIEH-
TpupoBaHus aaudarudeckux anpaeruios Cq—CgH3 BOJHBIX pacTBOPOB B hopMe MpOou3BoAHEIX 0-(2,3,4,5,6-
neHTadTopOCH3MI)-THAPOKCUIIAMHUHA C ITOCIEAYIOINM Ia30XpOMaTOrpaduueckuM OIpeaeeHHeM ¢ Iuia-
MEHHO-HOHHU3aLIMOHHBIM JETEKTOPOM. B KauecTBe MOKPBITHS VISl N3BJICYCHHS HCIIOIb30BAHO KOMMEPYECKOe
BOJIOKHO M3 ITOJIMIMMETHIICHIIOKCaHA—TMBUHIIIOEH301a . B ONTUMAaNbHEIX YCIOBUSAX JOCTUTHYTHI JOCTATOY-
HO BBICOKHE 3HAUCHHMS K03()(DHULIHEHTOB pacrpeneleHls aHaINTOB MEeX/y aKLeNTOPHOW U TOHOPHOH (a3a-
MH, KoTopble cocTaBisitor 2490—19400, a mpenensl o6Hapykenus aipaeruaos — 0.14—0.41 mkr/i.

KuroueBsle ciioBa: anpaeruipl, neHradropOeH3MIrHPOKCHIaMUH, TBEp10(ha3Hasi MUKPOIKCTPAKIIHS, KOH-
LEHTPUPOBaHKE, ra30Basi XxpoMaTorpadusi, aHaInu3 BOJIBI.

BBEJJEHHUE. O6e33apakuBaHie BOJOTIPOBO/I-
HOM BOJBI Iepes UCIOJIb30BAHUEM SBISETCS BaX-
HEWIIEN YacThi0 BOJONIOATOTOBKU. B pe3ynbrate ne-
3UH(EKINHA MUTHEBOHN BOJIBI MOTYT 00pa30BBIBATH-
Csl TOKCUYHBIE TOOOYHBIE IPOAYKTHI, HAIPUMEp, HU-
3KOMOJIEKYJISIPHBIE aJIbAETUABI U3 T'YMYCOBBIX Be-
1iectB [1]. Anbaeruasl XapakTepu3yTcs IUPOKUM
CIEKTPOM TOKCHYECKOTO JEHCTBUS HAa OpPraHHU3M
YeroBeKa, KOTOPOE YMEHbIIAeTCs IPU YBENHYEHUH
WX MOJIEKYJISIpHOW Macchl. Takike U3BECTHBIM (ak-
TOM SIBJISIETCS TO, YTO HACBHILICHHBIE allbJIeruabl 60-
Jiee TOKCHYHBI, yeM HeHachimenusie [2, 3. Comep-
KaHUE aJbJETUA0B JMMHUTHPYETCA TOCYAapCTBEH-
HbIMU HOpMaTHBHBIMU nokymeHTamu (["CanlluH
2.2.4-171-10), coryiacCHO KOTOPBIM KOHIIEHTPAI[HsI
(dbopmManpaeruia B MUTHEBON BOJE HE JOJDKHA IIpe-
Bormath 0.05 mr/x [4].

[Ipsimoe xpomartorpaduueckoe omnpeeieHue
KOPOTKOIIETIOYEYHBIX aJIbJAETHI0B MPECTABISAET CO-
00i JOCTaTOYHO CIOXKHYIO 3aJady HM3-332 UX BBICO-
KO HOJIIPHOCTH, JIETYYECTH U HEOOJIBIIIOTO pa3Me-
pa Mouekyia. IlosToMy npu npo6ONOAroTOBKE He-
00XOJIMMO HCIOJIb30BAaHUE PEAKIUH JepUBaTH3A-
LMK — TIepeBOa COSIMHEHNH B IPOU3BOIHBIE C JIy-
YIIUMHU aHAJTUTHYECKHMH XapaKTepPUCTUKAMU: Me-
HBIIEH MOJSPHOCTHIO, OONBIIEH TEPMOCTaOMIBHO-
CTBIO M MOJIEKYJSIpHOU Maccoil. 11 n3BIeUeHus alib-
JETUIOB TMepe] UX XpoMaTorpapuueckuM ofpere-
JIeHWeM pa3pal0oTaHbl pas3IUYHBIE IKCTPAKIMOH-
HBIE METO/IBI C IPEJBAPUTENBHON IepUBaTU3ALUEH .
HanGonee n3BecTHBIMU U3 HUX SIBJISIOTCS I€pUBa-
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TH3aIW ¢ 2,4-THHUTPOGEHUITHIPASHHOM C TIOCTIe-
JYIOLEW HKUJKOCTHOM SKCTpaKUHUEW JuXJIopMera-
HOM WJIM TBepA0(}a3HOH SKCTpaKIKEel U OTIpeIeseH -
eM BBICOKOA((EKTUBHON KHUIKOCTHOH XpOMAaTo-
rpadueii [5], a Takke nepuBatusamus ¢ o-(2,3,4,5,6-
nenTadropoensmwn)ruapokcuamMmuaom (IIOBTA) ¢
HOCIENYIOUIEN KUAKOCTHOM JSKCTpAaKIUEW rekca-
HOM U razoxpomatorpaduyeckum (I'X) ompenene-
HHeM [6, 7). DT MeTo/1bl TPOOOTIOATOTOBKHY aJIbJie-
T'UII0B MIPEIUIOKEHBl MUHUCTEPCTBOM 110 OXPaHE OK-
pyxaromieii cpenst CHIA (USEPA). ITpenmyrect-
BO MPUMCHCHUSA ACPpUBATU3AINN JJI ITa30XpOMATO-
rpa¢uueCkoro onpenesieHns COeTUHEHU ¢ HU3KOH
MOJIEKYJISIPHOM MacCOil COCTOUT B TOM, YTO NPOU3-
BOJHBIE 001aAaI0T MEHBIIEH THAPOPMIBHOCTEIO, a
YBEJIMUYCHNE MOJIEKYJISIPHON Macchl IEpUBATOB CIIO-
COOCTBYET MOBBIIICHUIO YyBCTBUTEIILHOCTHU U CEJIEK-
tuBHOCTH [8]. OTHAKO M3BECTHBIE METOIBI KUIKOC-
THOU WU TBEPAO(DA3HOUN DKCTPAKIMU AJIbJICTHIIOB
SIBIISIFOTCSL. JOPOTOCTOSIIIUMH, HOCKOJIBKY HCIOJb-
3YIOT pa3in4dHble COPOEHTHI, YCTPOHCTBA It cOpo-
uu 1 0oJbIIvie 00BEMBI OPTaHHYECKUX PaCTBOPHU-
Telel, a Takke UMEIT Hu3Kue Kod(duimeHTs
KOHHOCHTPUPOBAHUA.

COBpPEMECHHBIMU TCHJICHIIUSAMH TMPOOOTIOArO-
TOBKM B @HAJIMTHYECKON XUMMHU SIBJISIFOTCS MUHHA-
TIOpH3alMg ¥ YOPOLICHHWE aHaJIUTUYECKO# Iporue-
JypPhI, KOTOPBIC BKJIOYAKT MUHUMHU3AIUIO TTOTPEO-
JICHUS] PEareHTOB M CTOMMOCTHU aHalu3a, JOCTUTast
MPH 3TOM BBICOKHX 3HAYEHUH KOA((PUIIMEHTOB KOH-
HeHTpUpoBaHus. OTHUM U3 TAKUX METOJIOB SIBJISICT-
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Taoanwnmma 1

Pesyabrarsl pacyera Ko3(p¢uiuueHToB JIMIO0(PUILHOCTH
M KOHCTAHT I'eHpHM 111 NPOM3BOAHBIX AMN(paTHYECKHUX
anbaernioB C1—Cs ¢ II®BT'A B nporpamme EP| Suite
(T=25°C)

JlepuBaThl anbAerua0B logP Ky >§.03, aTM>M3/MOJ'II:
N®brA-C, 221 0.25
N®bra-C, 2.63 0.33
N®BrA-C, 3.12 0.40
N®braA-C, 3.61 0.58
N®BrA-Cy 4.10 0.77

cst TBepaodaszHas mukposkcrpakius (TOMD), ko-
TOpasi Ha CErOAHALIHMHA JCHb HAXOOUT HIMPOKOE
NpUMEHEHHE B aHAJIUTHUYECKOW XMMHU U XOPOIUIO
coueraercs ¢ merogom I'X [9].

beiu paccuntansl B nporpamme EPI Suite u
MpUBENEHBI B Ta0. 1 3HaueHUS KOO PUIIHEHTOB JTH-
nodunsHoctH (l0gP) u koncranter ['enpu (Ky) s
NPOU3BOIHBIX almudaTrueckux anpaerugoB C;—Csg
¢ [I®BI'A. OcHOBBIBasICH Ha 3TUX JAHHBIX, MOYKHO
caenath Ba BeIBOJA. [IepBrlil — B pe3ynbTare ne-
pYBaTH3alMU albJCTUIOB CHIBHO YBEITUYMBACTCS
ruaApo(poOHOCTh aHATUTHIECKHUX (POPM: 3HAUEHHS KO-
3¢ OUIMEHTOB AU PUITEHOCTH aTH()aTHIECKUX allb-
nerunoB C1—CgcocramsioT oT —0.47 o 1.21, a nnist
[M®BT'A-npounsBoaubix — ot 2.2 10 4.1, uto nmaer
BO3MOKHOCTD IS U3BJICUCHUS M OTIPEACICHUs aHa-
JIUTOB. BTOpOoil — 3HaueHus KOHCTAHT ['eHpu juist
PacCMOTPEHHBIX NPOU3BOJHBIX YKa3bIBAIOT Ha TO,
YTO TH COCAWHEHHUS] OTHOCATCS K JIETYYUM, TIOITO-
My TIEPCIIEKTUBHBIM SIBJISETCS MX mapodasHoe u3-
BJI€YEHUE, KOTOPOE MUHUMU3UPYET 3arpsi3HEHUE U
noBpexaeHne TOM D-okpsITHS.

L enp nanHO# padoThl — pa3paboTKa METOIN-
ku mapodazaoro TAOM D-KoHIIEHTpUPOBaHUS alln-
tdatnueckux anpaerunoB C1—CsB popme [IOBI'A-
IPOU3BOJIHBIX U3 BOAHBIX PACTBOPOB C MOCIEAYIO-
muM ['X-omnpeneneHneM ¢ IIaMeHHO -HOHU3aUOH -
HbIM nerekTopom (TTU ).

OKCHEPUMEHT U OFCY)KAJEHUE PE3YJIb-
TATOB. Ucnons3oBanu popmanbaern, aneraib-
JIETUJI, TpoTaHaib, OyTaHalb U MEeHTaHaIb GUPMBI
Sigma Aldrich, 0-(2,3,4,5,6-neatadTopoen3mn)rui-
pokcunamud ruapoxiopus (IIOBTA) dupmsr Flu-
ka, komMepueckoe BosokHO st TOM D u3 mosu-
IUMeETHICHIOKcaHa—IuBHHMIOen3oma (IIIMC—
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JIBB) dupmer Supeco. pH BoaHoTO pactBopa cos-
nasanu ¢ momomeio 1.0 M aneratHoro 6ydepHoro
pacrBopa ¢ pH 4.0.

Omnpenenenns: MPOBOIMIN Ha Ta30BOM XpoMa-
torpade Agilent Technologies 6890N B Takux yc-
JOBUAX: KanmuuisipHas kosionka HP-5, 30 Mx0.32 mm
x0.25 MKM; CKOpPOCTh MOTOKA ra3a-HOCUTENS Telus
2.5mi/muH; TemneparypHas nporpamma rmedd 50
°C (1 mun), 50-150 (10 °C/mun), 150300 (20 °C/mun),
300°C (5wmun); Temneparypa ucnapurens 250 °C;
pexxuMm 0e3 menenns notoka plitless, temmeparypa
nerektopa 300 °C.

HcxonHble CTaHIApTHBIE PACTBOPHI albJETH-
JI0B ¢ KOHIeHTpauuedl 1r/1 noxyyanu mocnenosa-
TENBHBIM PacTBOpEHHEM (hOpMaIbIeruia, areraib-
JeTuaa, mponaHans, OyTaHaias W NEHTaHAIsS B Me-
TaHOJIe, XpaHWIN B XoJoauinbHuke. CTaHIapTHBIN
pacTBOp cMecH ajbAeruaoB ¢ koHreHTpanuei 0.1
MMOJIb/JT TOTOBMJIM HEMOCPEICTBEHHO B JICHb MPO-
BEJICHUSI ICCIIEJOBAaHMI , pa30aBIIsist HCXOJHBIE CTaH-
JAPTHBIE PACTBOPHI OWMANCTUILIMPOBAHHOW BOJIOH,
pactBopbI ¢ KoHneHTparnusamu 0.5—50 mxr/n — mo-
ClleIyIoIIUM pa3daBieHneM Booi. PazpaboTky me-
TOJAWKH BBITIOJHAIN C IOMOIIBIO BOAHOT'O paCTBOpa
C KOHIEHTparmeil kaxaoro anpaernaa 0.2 MKMOJIb/.
CrangapTabiii pactBop [IDOBI'A ¢ koHIEHTpatnei
0.5r/n roroBwiu pacrBoperneM 5.0Mr HaBecku
pearenta B 10.0 M1 OMIUCTHITMPOBAHHOM BOJIBI.

TDOMD ocyIecTBISIN CISAYIOMUM 00pa3oMm.
K BosHOMY pactBopy anpaeruoB oobsemom 5.0 mi
no6asnsn 0.5mn 6ydepa ¢ pH 4.0, 55 Mk cran-
nmaptHoro pactBopa [IOBI'A ¢ konnenTpanueit 0.5
r/n, nepememuBaiu, ocraBisuii Ha 30 muH. [lasnee k
pactBopy nobasnsuin 0.479r xnopuna HaTpus, Ie-
peMelnBai, yCTaHABIHMBAIA CKOPOCTh MepeMe-
mmBanust 1000 06/MuH, TepmocTaTupoBaiu 10 Mmux
npu 40 °C. 3aTeM B nmapoByro (pa3y Haj pacTBOPOM
o0pa3oBaBIIMXCS AEPUBATOB BBOJAWIN Uriay TO-
MD3-ycTpoiicTBa, ¢ MOMOIIBIO TUTYH)KEpa BBIJIBUTa-
nu (aiibep (BOTOKHO) ¢ TIOKPHITHEM U MTPOBOIUIIN
MHKpodKcTpakiuro B Tedenne 30 MuH. Jlanee BEIHH-
MaJI¥ OITIPUIL ¥ BBITIOJTHSUTH TEPMOIECOPOIMIO B MH-
JKEKTOpe ra3oBoro xpomarorpada 2 mus nipu 250 °C.

Macca U3BJICUEHHOTO Ha MOKPBITHE aHAJIUTa
CBsI3aHa C pABHOBECHEM aHallUTa B Tpex(pa3Hol cu-
cTeMe MOKphITHe—IapoBas (a3a—BOIHBIH pacT-
Bop oOpa3na. [Tockonpky obmias Macca aHaTuTa OC-
TaeTcsl NOCTOSIHHOW B TpOIlecce M3BJICUSHUS, CIpa-
BE/UIMBBIM OyJeT CIeAYIOUIero ypaBHEHHE MaTe-
puasbHOTO OanaHca:
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CoVg= Cp¥s + Ch’Vh + CVg, D

rae CO — HUCXOJHasl KOHIEHTpalusl aHaJIuTa B BO-
naHOM pactBope obpasua; Cq, Cp, Cg — paBHOBec-
HbIEe KOHIEHTpanuu aHainuta Ha mokpeituu (f), B
napoBoii dase (h) u B mpobe (9); V¢, Vi, Vg— 00be-
mbl IokpeiTus (f), maposoii passr (h) u mpoosI (S).

VuuThIBast, 4TO KOHCTAHTa PACIIPEICICHHS T1a-
poBas dasa /mpoba Bepakaercs kak K ~Ci/Cy a
KOHCTaHTa pachpeleieHusl MoKpeiTue / npoda —
kak K;=Ci/Cg (mockonpKy KOHCTAaHTA pacrpese-
nennst nokpsitue [maposas (pasza Kg=Cf/Cy,, xon-
CTAHTY pacIpeleieHus MOKPBbITHE )npo6a MOKHO
3amucath: Kis=KiKpg), Mo ypaBHeHuto (1) MOXKHO
BBIYHCIIUTH KOJIMYECTBO aHAaJIUTA, U3BJICUHCHHOC I10-
kpeiTieM (N=C¢¥/¢), M0 3TUM KOHCTAaHTaM paci-
pezeneHust:

Kfst)COWs

n= . 2
Kfst + Khsws + Vs

I'naBHBIM mapaMeTpoM, KOTOPBIM OTBEYAET 3a
a¢dhexTHBHOCTD n3BieueHus B TOMD, sBisieTcst KOH-
cTaHTa pacrpeeieHus neneBoro aHanuTa (Ksg) Mex-
Ay NOKpbITHEM ((pa3a, B KOTOPYIO U3BJICKAIOTCS aHa-
JUTHI) U BOJHBIM pacTBOpoM oOpasmna (mpoboit).
DTOT mapaMerp 3aBUCHT OT XUMHUYECKOT'O COCTaBa
IKCTPAKIMOHHOH (pa3bl M onpeensieT BeTHIHHY KO-
3¢ (ULINEHTOB KOHIEHTPUPOBAHUS HCCIETYyEeMbIX
coenuuenui [10].

B pa6oTe npuMeHnIM KOMMeEpPYecKoe BOJIOKHO
c [IIM C—IBb-iokpsiTreM. JlaHHbI# TOIMep 00-
JajiaeT BBICOKOH CTENEHbI0 ME30TIOPUCTOCTH, UME-
eT TaKKe MHKPOTIOPHI, CPEAHUI pa3Mep KOTOPHIX
cocrasnser 16 A. T109TOMy 3TOT COpOEHT B OCHOB-
HOM HUCIIOJIB3YIOT IJId U3BJICUCHHA IOJIYJIICTYUYUX U
JIETY4NX aHAJIUTOB C OONBIION MOJEKYIApHOI Mac-
coii. Imest B cBOeM cocTaBe BUHHIIOCH30JIbHBIN (ppa-
T'MEHT, IOKpBITHE 00Jiee CENEKTUBHO M BOCITPOU3BO-
JTUMO MOXeT copOoupoBaTh npousBoanbie [IOBI'A
3a CUeT P-CTIKMHI'OBOTO B3aUMOJICHCTBHS .

W ccrenoBaHo BIMSHUE OCHOBHBIX ITAPAMETPOB
Ha IIPOIECC MUKPOIKCTPAKIMN 00pa30BaBIINXCS Je-
pUBaTOB anupaTUIECKUX albAerunoB. TemmepaTy-
pa SIBJISIETCS OCHOBHBIM IMapaMeTpoM B mapodas-
HOM u3BieueHuu. B aTom Bapuante TOMD yBenu-
YeHHe TEeMIlepaTyphl BIMSET Ha JIBE KOHCTaHTHI
pacnpenenenus: Kpg (Mex 1y mapoBoii u BOHOH (a-
3amn) 1 K¢ (MEKTy TOKpBITHEM | TTapOBO# (a3oit),
IIpUA 3TOM, KaK MPaBUIIO, YIy4YIIAETCs MEPBbIA KO-
s duIMeHT U yxyaiaercs nocineaaui. C o1Ho# cTo-
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POHBI, €€ MOBBIIICHUE YCKOpsieT (1M3-3a BO3paCTaHuUs
kodddurpenra quddys3un) u yrayumraer (6aaroma-
Ps1 YBEIMYCHHUIO KOHCTAHThI [ €éHpH) IepeHoc Bemiec-
TB B apoBYyK0 ¢a3zy, a ¢ APyrou, yxyamaer copo-
LUI0 U3 MapoBO# (a3bl 3a CUET YBEIUUEHHUS JaBlie-
HUS HachkllleHHoro mapa. Takum o0pa3oM, BaXKHO
BBIOpATh ONTUMAIBHYIO TEMIEpaTypy copOInH, KO-
TOpasi yUUTHIBAET JIETYYECTh LIEIEBbIX AHAIUTOB IO
OTHOLIEHUIO K MaTpHLE 00pa3La, a TAK)Ke K TIOKPHI-
Tur0. Ha pucyHke, ¢ MOXXHO YBUJIETh, UTO ONTUMA-
JIBHOM TeMIIEpaTypou JyIsl OJy4E€HUS MAKCUMAJIb-
HOTO aHAJUTHYECKOTO CHTHAJIa AEPUBATOB ajbJe-
runoB seisiercs 40 °C. Ilpu manpHeHneM yBenu-
YEHUM TEMIIEpaTypbl aHAJIUTHYECKUH CHUTHAN 3a-
METHO YMEHBINACTCs IS MPOU3BOIHBIX (HDOpMaib-
Jeruia U anerajbAeruja, KOTopble UMET Ooliee
HU3KYIO TEMIIepaTypy KHUIIEHHS, a CIeNOoBaTEeNbHO,
OoJblIee 3HAYEHUE AABJICHHUS HACBHIIIEHHOTO Iapa
[0 CPAaBHEHHIO C JPYTMMH HCCIEIYeMbIMHU IMPOU3-
BOJHBIMH, JIsI KOTOPBIX TAKOT'O0 YMCHBIICHUSA HC
HaOmonaercs.

Cuenyromum marom Ob1JI0 UCCIEA0BAaHNE BIIU-
SIHUSL CHJIIBHOTO uiekTposinta. ConepikaHue XIopu-
na Hatpus BapbupoBaiu ot 0 no 16 %. Benencreue
a¢hexTa BrICATMBAHUS PACTBOPUMOCTHh OpTaHUYe-
CKHUX COCAMHEHHUH B BOJE YMEHBIIAETCS. DTO COIPO-
BOJKA€TCs MOBBIIIEHHEM KOHCTaHThI [ 'eHpu (KoTO-
pas npsiMO NPOINOPLMOHAIBHO CBsSI3aHA 3 KOHCTaH-
TOU pachpeneyieHus: MeX/1y apoBoil U BOAHOM da-
3aMH), M3-32 Yero aHaJMTUYCCKUN CUTHAJ pacrer.
Ho mpu BbICOKOM conepkaHuu CONU TaKou AP heKT
MOJKCT NEPCKPLIBATHCA YBEIIMYCHUEM BA3KOCTHU pa-
CTBOpa, CICACTBUEM 4YCTO SABJIACTCA YMCHBUICHHC
ckopoctu muddy3un ucciaenyeMbIx coemuHenni. 13
pHUCYHKa, 6 BUJHO, 4TO Onaronaps 3¢ ¢dexTy Bbica-
JINBaHUS B HAUOOJIBIIIEH CTEIICHU YMEHBIIIACTCS pac-
TBOPUMOCThL 00Jiee MOJSPHBIX NMPOU3BOAHBIX AJU-
¢datnueckux anpaeruaoB Cq u C,, CUTHAT KOTOPBIX
pacrer npu yBEIIMYEHUN COJAEPKaHUs XJIOpHUAa Ha-
Tpus xo 16 %. To xe camoe HaOIIOgASTCS AJTS IEPH-
BaTH3HUPYIOIIET0 peareHTa, KOTOphIi 00anaer eme
OosbIiel MOJIAPHOCTHIO (PUCYHOK, 6). [Tpu BBICO-
KOM cojepkanun BobicanuBatens (6osee 8—10 %)
xpomatorpaduueckuii muk [IOBI'A Bcneacreue yse-
JUYEeHUs TJIOIIAagN YIIUPSIETCS U YaCTUYHO IIepe-
KpBIBAa€TCSl C MUKOM JepuBaTa aleTajbAeruja.
Takoxe Mpy yBENHMYEHUHU COJAEp KaHUs XJIOpHUAa Ha-
Tpus Bbimie 4% nHabmromaercs yMeHbIIEHHE aHa-
JUTHYECKOT'O CUI'HAJIA JUIsl HAMMEHee HOJISIPHOTO U
HanOOJBIIEro Mo pa3Mepy JepHuBaTa BajepuaHo-
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MBIX CO€IUHEHUH paBHOBecue TD-
MD nocruraercs 3a 30 mun (pucy-
HOK, 2). [Ipuuem, yeM MeHbIle KOHC-
TaHTa pachpenaeneHus anamuta Kig
(06 ee OTHOCUTETHHOM 3HAYCHHUH JIJIS
Pa3HbIX aHAJIUTOB MOYKHO CYyIUTH 110
3HAYEHHSM MX aHAJIUTHYECKOTO CHT-
Hala), TeM ObICTpee yCTaHaBJIHMBAET-
csl SKCTpaKIIMOHHOE paBHOBecue. Kak

i

BUJIHO W3 HUCCIIElyEMOM 3aBHUCHUMOC-
TH, AJI IPOU3BOJIHOTO (hopmainbe-
TUja, aHAJUTHYECKUH CHTHAJl KOTO-
5 poro MMeerT HaMMEHbIlee 3HAUCHHUE

4 TIO CPAaBHEHHIO C IPYTHMU IPOU3BOJI-

HBIMH psfa adu(aTHUECKHX ajble-

3 rUOo0B, JOCTATOYHO BCero 15MuH mis

2 JOCTHYKEHHSI COCTOSIHUSI paBHOBECHS .
2 OObeMm oOpa3ma Takke SBISCT-

CsI BAYKHBIM IIapaMETPOM, BIHUSFOLTHM

12

Ha 3 pekTuBHOCTE TOMD. YpaBHe-

20

30 40
t, MHH

HHe (2) MOKa3bIBAET, YTO KOJIUIECTBO
M3BJICYEHHOTO aHAJIUTa MPOIIOPIHO-

* HallbHO 00beMy 00pasia, 4To CBUjIe-
5 -

1200 Ft——————"—"— 4
1000+ k"\——a\_‘
3

._.\.\.\.2

TENBCTBYET O BO3MOXXHOCTH IIOBBI-
IIEHHS] 9yBCTBUTEILHOCTH METO/1A 32
CYCT YBCIMWYCHUSA KOJIMYCCTBA IIPO-
ow1. Kak ymomunanoce panee, B ma-
poBoit TOMD anamut pacnpenens-
eTcs MeXIy Tpems gazamu — obpa-
3el1, mapoBas ¢asza u copbeHT. B sTom
cinydae 3G(EeKTUBHOCTh W3BIICUCHUS

e

20 30 40 50 60 0 4 8
T, °C
S, oTH.en. S, oTH.eA.
4000+
1200+
3500- .
/-/ 1000
3000
/ 800
2500
. P 6007 -
2000+ -
P 400+
15004~ 2001
10004+ — . . . .
0 4 8 12 16 0 10
w(NaCl), %
S, otH.€x. S, oTH.ex.
1200- 5
1000- 4
800- 3 s0o]
6001 0 ) 600
400 / 400
1
w0 200
0l . : . . y
2 3 4 5 6 0 50
V(npobsr), M1

Bnusiaue temmepatypsl (a), comnepxkanus NaCl (6,6), Bpemenu mposese-
ausgs TOMD (2), o6beMa BoaHOM MPoOEI (0), KOHIIEHTPAIIUH JepUBATH3HU-
pytomtero pearenra (II®BI'A) (e) Ha TwIomaaAd MAKOB MPOU3BOJHBIX alb-
nerunos (a, 6, 2, 0, ) u IOBT'A (8): 1 —IIOBTA-Cq, 2 — IIDOBT'A-Cy,

3 — M®BIrA—Cgy 4 — MIOBIA—Cy, 5 — IIOBIA—Cs,

BOTO aJIbJIETHAA U3-3a YXYAILIECHUS €ero Maccomepe-
HOCa B BOJHOM pacTBope. C yueTom Bcex paccMo-
TPEHHBIX BbIle ()AKTOPOB ONTHMAJLHBIM U Aa-
JBHEUIIMX UCCIENOBAHUN OBLIIO BRIOPAHO Macco-
BOE cojJiepkanue xiuopuaa Hatpus 8 %.

Hanee uccnenoBaH BpeMeHHOU mpoduins TO-
MD3. Bpems 3kcTpakuuu, Ipu KOTOPOM JOCTUTAET-
Csl paBHOBECHOE COCTOSIHUE, 3aBUCHUT OT psaa (dak-
TOPOB — TeMIepaTypsI IPoObI, KO hHUIFeHTa pac-
IpeeeHus] aHaJIuTa Mexay (paszaMu, HHTEHCUBHO -
CTH mepememinBaHus npoObl. JIns Bcex mccnemye-

110

100
C(II®BT'A), MKMONB/T

3aBUCHT TaKKXe OT 00beMa MapoBOi
($a3el. OH JOJIKEH OBITH KaK MOXKHO
MEHBIIIE, YTOOBI MPETOTBPATHUTH Ype3-
MepHOe pa30aBlICHHE aHAIUTOB B
3TOH (ha3e, TaK KaK 3TO CYIIECTBEHHO
BJIUSICT HA TIPEICIBI 00HAPYKECHUS Me-
ToauMku. M3 pucyHka, 0 cienyer, 4To
C yBeJHUYEHHEM 00beMa BOJTHOM Mpo-
OBI, B3ATOU ISl aHANM3a, IPH MMOCTOSHHOM O0IIIeM
ob6beme BoHO# 1 mapoBoii ¢a3 (10.4 min) aHamuTu-
YECKUU CHUTHAJI TPOM3BOJHBIX aJIbJCTHIOB PACTET.
OnruMalibHBIM ObLT H30paH 00beM poObl 5.5 M,
MOCKOJIBKY TIpu 00Bheme 6.0 M TBeprodaszHoe BO-
JIOKHO HaXOJUTCS CIUIIKOM OJIM3KO K Mpooe, ¥ 3T0
MOJKET MOBJHITh Ha HAJIGKHOCTh ¥ BOCIPOU3BOIH-
MOCTBH METOIMKH.

B onTHUMU3HPOBAHHBIX YCIOBUSIX MPOBEIACHHS
TOMD uzydeno Bnusiaue conepxanus [IOBI'A (B
muamna3one kourentpamuit 10—200 MxmoIe/n) Ha

150 200
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aHanuTU4eckuil curnan npousBogHbeIX IIOBI'A. Bo
BCEX paHee NPOBEIECHHBIX MCCIENOBAHNUAX KOHILIEH-
tpanus [IOBI'A cocrasnsuta 40 mxmois/n (200-kpa-
THBIM M30BITOK IO OTHOLIEHHUIO K Ka)XKIOMY aJbie-
ruay). Pe3ynbraThl MCCIEIOBaHMS NMPUBEICHBI Ha
pucyske, e. llpu conepkanun AepuBaTHU3IUPYIOIIE-
ro pearenta 10—20 MKMOJIB/JT aHATUTUYECKHI CH-
THAJI ISl BCEX MCCIIENYyEMBIX COCAMHEHUH OcTaBall-
sl NOCTOSAHHBIM. [1py nanbHelIemM yBeTM4eHUH KOH-
nerrparuu [IOBI'A Habmroganmock yMeHbIIEHHE
KOJIMYecTBa COpOMPOBAHHBIX JIEPUBATOB, B TIEPBYIO
ouepenb, A HanOoJiee JIETYYHX M0 OTHOIICHHIO K
AKCTPAKIIMOHHOMY MOKPBITHIO. DTO MOKET OBITH CIE-
CTBHEM KOHKypHpYOLIelH mnapoda3Hoil copoumu
[IDBT'A ¢ ero mpou3BOJHBIMU 3a MECTO Ha TBEPJIO-
¢da3HoM BoJsiokHe. Tak, Ipu yBeINYEHUH KOHLEHT-
pamuu [IOBT'A ¢ 20 1o 40 MKMOJTB/T aHATUTHYEC-
KMl CHTHaJl IpOU3BOJHOrO anpiaeruaa Cq yMeHb-
mvncst Ha 8 %, anpaeruna C, — Ha 5%, a nipu yBe-
muyeHud 10 200 MKMOJB/T aHAJTUTUYECKUN CHUT-
HaJ npousBogHoro anpaeruaa C1l ymensmmics Ha
31, anperuna C, —Ha 14, anpaeruna C3—Ha 5 %.
Jns npousBoHBIX anbaeruioB C, u Cg CHUXKEHHS
AQHAJIMTUYECKOTO CHTHANa He HaOroaanock. Takum
00pa3oM, UCXOAs U3 MOIYYEHHbIX AAHHBIX, ONTH-
MaJIbHOH IS JaIbHEHIITUX UCCIICIOBAHUH BRIOpaHa
koHieHrparus [IOBI'A 20 Mkmob/it.

B pazpaGoTaHHBIX ycnoBusx npoBeaeHus Td-
MD wu3y4eHO pachpereieHue HUCCIeTyeMbIX OKCH-
MoB anmudaTtudeckux aapaerunoB C;—Cs B Tpexda-
3HOM CHUCTEME HKCTPAKIMOHHOE MOKpPBITHE—IIapo-
Bas (haza—BojHas npoba. 13 ypaBHenus (2) myrem
MPOCTBIX MATEMATHUECKHUX OIEpannil OTy4aeM:

Vs Vsl

Vi ern Vi, V—hef>Kfs

Vi, Khs )
ITpumeHuB TMHEapU30BaHHOE ypaBHeHue (3) U
HOCTPOUB JIMHEHHYIO QJyHKumo
V,, €n Vh Vh9 f
(B mpenenax Vg ot 4.0 1o 6.0 M) U1 KaXmoro npo-
u3BoHOTO [IDBI'A, paccuntany TuHeHHbIC YpaBHE-
Hus. C TMOMOIIBIO 3THX (DYHKIMH MO 3HAYCHHUSIM
TaHreHca yriila HaKJIOHA M CBOOOHOTO WIeHa MOJIy-
YeHbI KOHCTAHTBI PACIIPE/ICIICH s TAaHHBIX COSIMHEHHI
MexTy (ha3aMu B COCTOSTHUH PABHOBECHS B HICCIIEye-
moii cucreme Kig n Kpg cootBercTBeHno (rabu. 2).
Tarxoke, OCHOBBIBasICh Ha MOJIYYCHHBIX 3HAUYCHUSIX
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Taonumnmga 2

KoncranTsl pacnpenesneHusi Npou3BOAHBIX ajaudaTu-
yeckux ajabaeruioB C1—Cs ¢ II®BI'A B Tpexda3sHoii
cHCTeMe YKCTPAKIHOHHOE OKPbITHe —NapoBast paza—
Boanasi npoda (T=40°C)

e | K| K| K|
MNOBrA-C; 2490 0236 10600 6.1
MNOBrA-C, 7490 0328 22800 8.4
MOBrA-C, 15300 0.388 39300 10.0
MOBrA-C, 19400 0441 43900 11.3
MOBrA-Cg 18100  0.392 46200 10.1

Khe paccuntanbl KoHCTaHThl I'enpu no ¢opmyne
Ky=KnoRT. CpaBHuBas 3Ha4eHHs KOHCTAHTHI ['eH-
pu nipu 40 (comeprkanue xmopuaa Harpus 8 %) u 25
°C (tabm. 1), MOXHO 3aMETHTh, YTO MOBBINICHHE TEM-
nepaTypbl U NpUMeHeHHe 3P¢eKTa BbICATUBAHHUS
YBEJIMYUJIO KOHCTAHTHI ['€HpU Al TPOU3BOTHBIX
ammdarnueckux anpaernios C1—Cg ¢ [IOGBI'A 60-
nee yeM B 10 pas.

ITo rpamyupoBoYHBIM rpadukaM B JIMHEHHOM
auarna3zoHe KoHueHTpanuii anbaerngaos 0.5—50 mkr/in
paccumTaHbl mpenensl oOHapyxkeHus (mo 3S-Kpure-
puto) meroguku TOMD ¢ I'X/MIU/-onpenerne-
HHUEM, KOTOPBIE COCTABIISIIOT: JJIs1 opMabaeruga —
0.41, anerampaernma — 0.14, nponanans — 0.17,
oyranans — 0.24, nenranans — 0.19 Mxr/.

PaspaboTana uyBcTBUTENBHAS THOPUIHAS Me-
Tonuka TAOMD-n3BnedeHnss 1 KOHIEHTPUPOBAHUS
anpaerufoB ¢ mocieayronmM ux I X/TTU J-ompe-
JieJIeHueM B BOJHBIX Ipobax. B onTumanbHbIX yc-
JIOBUSIX TOCTUTHYTHI JAOCTaTOYHO BBICOKHME 3Haue-
HUs K03 PumeHToB pacnpeeneHus aHaIUTOB Me-
KTy aKIIETITOPHOM 1 JOHOPHOH (pazaMm, 4TO IO3BO-
nsieT 00HAPYXKUBATh aMu(aTUIECKHUE aJbJICTH/IBI B
BOJIe Ha ypoBHE HIbke 1 MKT/II.

PE3IOME. Po3po0ieHO 4yTIHBY METOIUKY Mapo-
(daszHoTO TBEpA0(]Pa3HOTO MIKPOSKCTPAKIIIHHOTO KOHIICH-
TpyBaHHA anmiparnunux anpaerigis C,;—Cg 3 BOJHHUX PO3-
4uHIB y popmi noxigHux 0-(2,3,4,5,6-nenrapropoeHs)-
TiIpOKCHIIaMIHY 3 MTOJANBIINM Ta30XpOMaTorpadiaHuM
BU3HAYCHHSM 3 MOJYMEHEBO-10HI3aiHHUM JAETEKTOPOM.
B sikocTi NOKPUTTS [UIsl BUIIYYEHHSI BAKOPHUCTaHO KOMEp-
1iifHEe BOJIOKHO 3 MOJIIMMETHICHIOKCAHY-IUBIHITOCH30-
ay. B onrumanbHuUX ymMOBax JOCATHYTI JOCHTh BUCOKI
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Ananumuuecxkas xumus

3Ha4yeHHs KOe(illieHTIB PO3MOJULy aHaJiTIB MDK akien-
TOPHOIO 1 TOHOpHOIO azamu, siki ckinanarots 2490—19400,
a Mexl BUABIEHHA anbaerigis cranosasats 0.14—0.41
MKT/11.

Kutrouosi cioBa: anberiay, neHTapTopOeH3mIriIpOKCHII-
aMiH, TBepI0da3Ha MIKPOCSKCTPAKIlsl, KOHIICHTPYBAaHHSI, ra-
30Ba xpomarorpadis, aHai3 BOMH.

SUMMARY . Headspace solid-phase microextrac-
tion procedure followed by gas chromatography with
flame ionization detection has been developed for the
determination of aliphatic aldenydes C,—Csin form of
its 0-(2,3,4,5,6-pentafluorobenzyl)hydroxylamine deri-
vatives in water samples. Commercial polydimethylsil-
oxane-divinylbenzene fiber was used as preconcentrati-
on coating. Under optimal conditions, distribution con-
stants between acceptor and donor phases of analytes
were in the range 2490—19400, and limits of detection
were 0.14—-0.41 my/L.

Keywords: aldehydes, solid-phase microextraction, pen-

tafluorobenzylhydroxylamine, preconcentration, gas chro-
matography, water analyss.
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