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KOHUEHTPUPOBAHUE XJIOPOPTAHNYECKUX NECTULMNAOB
HA NOBEPXHOCTU C_-TMBPUAHOIO CUJIUKATEJISA
ANngd noaroToBku nNPO6 B METOAUKAX KOHTPOJI1 KAHECTBA BOA4 bl

TBépnoda3sHoe MUKPOKOHLLEHTPUPOBaHNE XJIOPOPraHNYeckux nectuunaos (anbda—rekcaxnop-
umknorekcaHa (a—IFXur), ramma-rekcaxnopuuknorekcaHa (y—IXur) v 4.4—puxnopandeHnntpu-
xnopataHa (4.4-AAT) Ha noBepxHocTU cop6eHTa — C, ,-rmbpnMAaHOro cunMKarens, ABASETCs anbTepHaTu-
BOW KJ1TaCCM4YE€CKOMY MEeTOAY NOAroTOBKM NPo0 BoAbI K ra3zoxpomaTtorpaduyeckomMy aHann3y Ha pasgene
ABYX Xupkux ¢pas. Heo6xoammocTb nepexoaa k TeepaodasHoil 3KkCTpakuum o6pa3uoB NpoAUKTOBaHa
TeM, YTO AaHHbI/i COBPEMEHHbI MeTo , 3HaYNTEeSIbHO 3KOHOMUT BpeMs Npo6onoaroToBKM, CHMXKaeT
KOJIN4ECTBO PacXoAyeMbIX MaTepPUasioB B HECKOJIbKO pas3, a TakXKe No3BosiseT u3bexatb BTOPUYHOr0
sarpsa3HeHus Npoo.

CteneHb U3BJNIeYEHUS NECTULMAOB U3 06pa3L0B BOAbI Gblsla NPOaHaIM3MpPOBaHa B CTaTUMECKOM U
AVHAMUN4YECKOM pexunmMax. YC/IOBUSi COPOLUOHHOI0 U3BJIeYeHUs ONTUMU3UPOBanu, Bapbupys TUM pac-
TBOpa AecopbeHTa n Bpems KOHTakTa ¢as. B pe3ynbraTe Gb1s10 NOKa3aHO, 4TO NpUpoAaa AecopbeHTa He
oKasbiBaJia CyLLLEeCTBEHHOIr 0 BJIMSIHUS Ha BpeMsl AOCTUXEHUS COPOLIMOHHOro paBHOBECUS, 0AHAKO Ha0JI0-
AaNce POCT 3Ha4YeHuUi cTeneHn N3BJIe4EeHUs OPraHNYecKnxX NecTULUAOB C yBe/IMYeHUeM 06 beMHON [0
aueToHa B H—rekcaHe. Kpome Toro, okasanochb, 4To cTeneHb nssnedyeHna 4.4—-400T Bo BCcex BapuaHTax
aKcnepuMeHTa Obina Huxe no cpaesHeHuio ¢ o—FXUI ny—FXUE B aHanornyHbix ycnoeusax. Ucnonb3oBaHue
AVHaAMUYeCKOro pexuma c npuMeHeH1eM nojiyaeTomMmaTuveckoro mukpouwnpuua SGE-Chromatec eVoL*®
MO3BOJIWIO HE3HAYUTEJIbHO NOBbLICUTb CTEMNEHb U3BJIEYEHUS BCEX UCMOJIb3YEMbIX XJIOPOPraHN4YeCcKux
necTULMAOB NO CPABHEHUIO C COOTBETCTBYIOLLMMU OMbITaMN B CTaTUYECKOM pexume.

B uenom, nonyyeHHble pe3ynbTaThl NOATBEPXAAIOT BO3MOXHOCTb Nepexoaa K AaHHOMY MeToAy
NnoAroToOBKM NpPo0 BoAbl AJI9 aHAIMTUYECKOr0 KOHTPOJS 3a CoAepXXaHNeM PacCMOTPEHHbIX XJiopopra-
HUYECKMX NEeCTULMAO0B B Npob6ax, a pacCcYUTaHHbIe XapaKTePUCTUKU CTENEeHel N3BJIe4YeHUs NO3BONAIOT

npoeBoauTb UccrnieaoBaHus Oe3 norepu Ka4ecTtea aHanu3a.

KnioueBblie cnoBa: xJiopopraHnyeckme necTuuuabl, reKcaxsiopumkiorekcaH, auxnopambeHnnTpnx-
nopmeTtunmeTad, C, -rubpuaHbiii cunmukaresb, KOHLLEHTPUPOBaHUe, copbuus, necopbums, Teepaodas-

Hass MUKPO3KCTpPpaKuusa.

Xnopopranndeckue necturuasl (XOII) —
rpyIIa CHHTETUYECKUX SJI0B, pa3pabOTaHHBIX
IUIsi O0pBOBI C HACEKOMBIMH, B XHMHYECKOM OT-
HOIIEHHUH TPECTABIAIONINE COO0H TPOTYKTHI
XJopHUpoBaHus yriaerogopoaos. B uucno XOIT
BXOJSIT TaKWe IMpemnaparbl Kak JUXJIOpIudeHmT
tpuxsopatan ([JAT), rekcaxmopmukiorexcan
(I'XUTI"), renTaxiop, XJIOPTEH, METOKCUXIIOP U
ap. [1]-[3]. [HoBcemecTtHOe mpuMenenue XOII
B CEJIbCKOM XO3SIUCTBE U APYyrux orpacisax B 40—
60 rr. XX Beka MpUBEJIO K HAKOIICHUIO JaHHBIX
MpernapaToB B BOJOEMaX U MOYBaX, MX MUTPALlUN
0 MUIIEBBIM 1ensiM [4], [5], a BeIsIBIICHHAS BIIO-
caneacTBuu octpasi TokcnuHoctb XOII mo otHO-
IISHUIO K )KUBBIM OpTaHU3MaM I10CTaBHIIa TIepe]]
001ecTBOM HE0OXOIMMOCTh MOHUTOPUHTA OCTa-
TOYHBIX KOJMYECTB JaHHBIX MPENaparoB B MPH-
POIHBIX cpenax [6].

Ha naHHBIII MOMEHT KOHTPOIIb COACPIKAHUS
XOII B Boze yalie Bcero BeAETCS C UCIIOJIb30Ba-
HHEM MEeTO0/1a Ta30BOl Xpomarorpaduu, B OCHOBE
MTOJITOTOBKH MPOO I KOTOPOTO JIEKUT HKHUIKOCT-
Hasi 9KCTpaknus u3 oopasna. Konnenrpupopanue
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B OPTraHUYECKUX JKUJIKHX PACTBOPHUTEISAX B JIaH-
HOM CJIyd4ae SIBJISI€TCS IOCTATOYHO JITUTEIbHON 1
pecypco3arpaTHoOi IPOIeypOii, a TAKIKE CBA3aHO
C HEM30e)KHBIMU TIOTEPSIMHU OTIPEAEIIIEMBIX KOM-
MTOHEHTOB ¥ BTOPUYHBIM 3arpsisHeHUEeM PoOHI 7],
[8]. Mexy TeM, CIIOKHOCTH TaO0PaTOPHOTO KOH-
Tpous 3a coaepkanueM XOII B uctounukax Boio-
CHAOXXEHHUS COUETAIOTCS C HEOOXOAUMOCTHIO MX
OTIpeieNIeHUs B MaJIbIX J103aX U B CXKAThIe CPOKH, B
CBSI3H C YeM 0COO0H aKTyaIbHOCTBIO OTIINYAIOTCS
BOIPOCHI Pa3padOTKH HOBBIX IKCIIPECC-METOOB
MOTOTOBKM P00, copeprxkammx XOII [9].
AnHanu3 3apyOeXHBIX MPAKTHK PEIIeHUS
JMaHHOH MPOOIEMBI YKa3bIBaeT, YTO OAHUM W3
HanboJiee MPeNImOYTUTEILHBIX METOIOB H3BIIe-
yeHus: XOII u3 00pas3ioB BOMABI SBISIETCS METOT
WX KOHIICHTPHUPOBAHUS Ha MOBEPXHOCTH TBEP-
noro copoenrta [10]-[12]. IIpu sToM ocobyro
MOMYJISIPHOCTh TPUOOPETAIOT METO/Ibl KOHIIEH-
TPUPOBAHMUSI, CBA3aHHBIC C MCIIOIH30BAaHUEM MH-
HUATIOPHBIX KapTPHDKEH B cOCTaBe WINI aHAIIU-
THYECKUX HIMPHUIIEB, 3aIT0JIHEHHBIX Pa3TMYHBIMU
KPEMHUW-OpPTraHUYeCKUMH COPOCHTAMH U TT03BO-
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JSIIOIIMX MHOTOKPATHO A03MPOBaTh MpoOy, Mpo-
ImycKast yepe3 copOeHT aHAIU3UPYEMBIH pacTBOP.
[IpoGonoaroToBKa MOJOOHBIM CIIOCOOOM MOKET
OBITH IPOBE/ICHA B TCUCHUE HECKOJIBKUX MUHYT 1
MO3BOJISICT PE3KO COKPATUTh PACXoj UCIIOJIb3ye-
MBIX peakTuBOB. [Ipu 3TOM B KauecTBe COPOESHTOB
MPEUIOKEHO IPUMEHEHNUE CUIIMKAreIe ¢ Moau-
(uIMPOBaHHON yIIIEBOIOPOJAMH Pa3HON JAJTUHBI
noBepxHocThio [13]-[14].

ITpu Bcex OYEBMAHBIX MPEUMYILECTBAX MH-
kposkcrpakuuu XOII, cBA3aHHBIX ¢ MUHUATIOPU-
3anuei, SKCIPECCHOCTHIO U BHICOKMM KauyeCTBOM
UTOTOBBIX IIOKA3aTeNeH Pe3ylnbTaTUBHOCTH, METOA
[IOKa HE HalleJl LIMPOKOTO NMPUMEHEHUS B OTeye-
CTBEHHOH NpaKTHKE J1abopaTopHOro KOHTPOJIS
KauecTBa BOABI, YTO B IEPBYIO OYEPEAb MOXKET
OBITH CBSI3aHO C HEIOCTAaTOYHOW M3yYEHHOCTBIO
BOIPOCOB 10a0Opa yclIOBUI IpoBeneHus jaado-
PaTOPHBIX NPOLETYP.

Llenpi0 JaHHOTO MCCIEIOBAHUS SIBISIOCH
n3yuyeHue 0COOCHHOCTEH KOHLEHTPUPOBAHUS
XJIOPOPraHUYECKUX NECTULUI0B Ha TIOBEPXHOCTU
C18-TuOpuaHOTO CUIIMKATEINs /I BO3MOKHOTO
MCIIOJIb30BaHUs TBepAo(a3HON IKCTpaKIUU Ha
OCHOBE JaHHOTO COpOCHTa B aHAJIM3E Ha COIEp-
KaHHME MECTULNIOB B BOJE.

B kauecTBe MarepraioB ObIIIM HCII0JIB30BAHBI
XJIOPOPraHUYECKHE MEeCTHIUABL: anbpa—TeKca-
xnopuukiorekcan (o—I'XII) I'CO 8888-2007,
ramma-rekcaxyoprukiorekcan (y—I'XHI") I'CO
8890-2007 u 4.4—auxnopAuPEHUITPUXIIOPITAH
(4,4-1T) I'CO 8892-2007. B kauecTBe cop-
OeHTa 1J151 KOHLEHTPUPOBAHUS OBLI HCIIOJIb30BaH
C18-rubpuaHbIi CUIHKATeIh C Pa3MEPOM YaCTHUIT
1,8 mxMm u pazmepom mop 10 am (Kromasil, I'ep-

~
o

MaHHs), ONMCAHHbIE OCOOCHHOCTU CTPOCHUS U
CBOMCTBa KOTOPOTO SIBJISIOTCSI ONTUMAJIbHBIMU
JUTst copOnmu ectTunuoB [15].

Hmst cop6rmm XOI1 B cratndeckoM pexume
TOYHYI0 HaBecky copOenta 0,001 r u 5 cm® pac-
TBOpa NECTULUIOB B BOJIE IOMELIAIN B IPOOUPKH
C IPUTEPTHIMU NPOOKAMHU U BCTPSXMBAJIU HA BU-
opocmecurene. Ilocae 3Toro copOeHT OTHCIAIN
0T pacTBOpa (hUIBTPOBAHHEM M IPOBOIMIH Jie-
copbuuto. B kauectBe 1ecopOEHTOB UCTIONB30BA-
au 5 cm® H—rekcaHa (0C. 4.) WIIH CMECH H—TeKcaHa
C alleTOHOM (X. 4.) B KOHLEHTPALUH HOCIIEIHEr0
5% u 25%. Bpems necopOuu cocTaBisuio 5 MH-
HyT. s nmpoBenenust copounu XOII B nuHamu-
YECKOM PEXHUME ObLIIM UCII0JIb30BAHBI UIVIBI C Kap-
TPHUIUKAMU 17151 TBEpAO(Ha3HONH MUKPOIKCTPAKIUH
¢ copbenrom C18 (SGE Analytical ScienceCat.
Ne 2900711, CILIA), HaBUHYHBAOIIKECS HA aB-
TOMaTU4YeCcKUi no3atop Mukpownpuna SGE-
Chromatec eVoLXR (3AO «Xpomatak», Poccus).
Amnanm3upyemsbiit BogHbIi pactBop XOII B 06bEMe
2 cM® 103upoBaICs Yepe3 KapTPUIK ¢ COPOCHTOM
CO CKOPOCTBIO 0TOOpa 1 1t 5 yci1. ea., mociie 4ero
POCYLIMBAJICA HA BO3AYXE ISl yAaJleHUs] OCTaT-
KOB BOJIbL. Jlanee uepes KapTpUaxK C aHaJIOTMYHOMN
CKOPOCTBIO JI03UPOBAIOCH 2 cM? 1ecopOeHTa. 3Ha-
4yeHus creneHu n3siedenus (R, %) paccunrteiBanu
KaK OTHOLIEHUE pa3HOCTU KoHUeHTpauuil XOI1 B
HCXOIHOM PacTBOPE M pacTBOpE Mocie copOLuu
K xonneHtpauuu XOII B ucxogHoMm pactBope B
MPOLICHTAX.

XOII ompenensinu B opraHudeckor asze me-
TOJIOM ra30BOW Xpomarorpauu Ha Xpomarorpa-
e «Xpomarsk-Kpucramn 5000» ¢ gerexTopom
3JIEKTPOHHOI'0 3aXBaTa U KAIMUISIPHON KOJIOHKOH
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Pucynok 1 — 3aBUCHMOCTD CTETIEHN M3BJIEUEHNST XTopopranndeckux nectuiinaos o—XIIT (a), y—TXIIT (6) u
4.4-T (8) na C,-rubpuiHOM CUIMKare/ie OT BpeMeHI KOHTaKTa (a3 IIpu HCIO/Ib30BAHII B KaueCTBe D/I0eHTa
n—rekcana (1) 1 ero cMecu ¢ alleTOHOM B KOHIIeHTpauu 5% (2) m 25% (3)
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SP-Sil 8 CB (Agilent, CIIIA). YcioBus cop6iu-
OHHOTO M3BJICUEHUS ONITUMUZUPOBAIH, BAPHUPYS
THII pPacTBOpA JJIsl I€COPOIMH U BpeMsI KOHTAaKTa
(ha3. MHTEpIpeTanuio NoaydeHHbIX Pe3yIbTaToB
MIPOBOAVIIN, CPABHHUBASI M30TEPMBI COpOLINN /ISt
Ka)KJIOTO U3 MCCIEAYEMbIX MTECTUIIHU/IOB.

Jns onpenenenus BpeMeHH, HEOOXOAMMOTO
JUTSL IOCTUKEHHSI COPOIIMOHHOTO pPaBHOBECHS, B
CTaTUYECKOM PEXHME M3YUYEHO paclpe/ereHue
XOII mexy copOeHTaMU U BOAHBIM PACTBOPOM
B 3aBUCHMOCTH OT ITPOIOJDKUTELHOCTH KOHTAKTa
(a3 (pucynok 1).

[Tokazano, 94TO BpeMs TOCTHKEHHS COPOIN-
OHHOTO PAaBHOBECHS COCTABIIIET 2 MUHYTHI IS
Clydasi MCIIOJIb30BaHUSI B KaueCTBE JeCOpOeH-
Ta 0000 YMCTOr0 H-TeKcaHa. B 3aBucHMMOCTH
OT yBeJIWYeHHsI O0BbEMHON JIOJIM aleToHa, s
o—I"XIII" Habmromancs pocT 3HAUCHUN CTETIeHEH
usBneyenus ot 70% no 79% npu ucnolsib3oBa-
HUHU alleTOHA B KoHIeHTpauuu 5% u 25% coot-
BETCTBEHHO.

Hns yv—I'XUI' u 4.4-A0T TenneHuus uzme-
Henus creneHu uspiaedeHus:t XOII u3 pactBopos
OblJla aHAJIOTMYHON W BapbUpOBalia B Mpejesiax
oT 66% 10 75%. [Ipu 3TOM NOKa3aHO, YTO BHE 3a-
BHCHMOCTH OT THITa IeCOPOEHTA U BPEMEHH KOH-
takTa Qa3 crenenp nussinedeHus 4.4-J1JAT Hmxe
1o cpaBHeHu1o ¢ uzomepamu I'XIIT.

Teepnodaszayo MUKPOIKCTPAKIIUIO MPO-
BOAWJIA B TUHAMHYECKOM PEXKHUME C HCIIOIB30-

Cnucok TuTepaTyphl:

BaHUEM MOJIyaBTOMAaTHYE€CKOTO MHUKPOIIIPHUIIA
SGE-Chromatec eVoL*}. OnrtumasnbHoe Bpems
AKCTPaKIUK OBIJIO OMpeJeseHo ¢ YYETOM JaH-
HBIX, TOJYYEHHBIX paHee. bpIo moka3aHo, 4To
CTENEeHb U3BICYCHHS BCEX M3YYCHHBIX MECTHIIH-
JIOB HE3HAYUTEIbHO MOBBICHIIACH IO CPABHEHHIO
¢ npenpaymum MeronoM. Tak, nias o—[' XTI ona
cocrasuina 92% , nus y-I'XUT —90% u 84% nns
4.4-J1JIT, uTo MOKeT OBITh CBSI3aHO C yIyUIICHH-
€M KadecTBa KOHTaKTa (a3 B AHHAMUYECKHUX yCIIO-
Busix. [Ipu aTOM nMO3MpoBaHHE TOTO *Ke 00BhEMaA
PacTBOPOB Uepe3 KapTPUK CO CKOPOCTHIO 5 yCII.
€Jl. CHI)KAJIO CTEIEHb M3BJIEYEHHS] KOMIIOHEHTOB
B 4 pasa, B CBA3U C 4eM /uis Oojee MOJHOTO U3-
BrnedeHns XOII u3 o0pa3iioB BoAbI IPU HEOOXO-
JTUMOCTH YBEIHMYCHUS CKOPOCTH MUTIETUPOBAHUS
PEKOMEH/TyeTCsI TOBTOPHAS AKCTPAKIIUS UX ITyTEM
JIO3UPOBaHMS TOW XK€ TOPIHH pacTBOpa depes
KapTpuk B TeueHue 10—12 pa3 10 nocTuxeHust
MTOJIHOTO HACHIIIEHUSI COPOCHTA.
B nenom, cesleKTHBHOCTbD, YyBCTBUTEIHHOCTh
u nokaszarenau crenenu ussineueHus XOII u3 o0-
PasIoB BOJBI MPU UCTIOIB30BAaHUN METOZA TBEP-
n0(ha3HOT0 MUKPOKOHIIEHTPUPOBAHUS TIOJTHOCTHIO
COOTBETCTBYIOT TPeOOBaHMSAM COBPEMEHHOH aHa-
JUTHYECKON J1abopaTopuu, a MPUMEHEHHUE Me-
tona koHueHtpupoBanus XOII nus moaroroBku
mpo0 K XpoMaTorpapuieckoMy aHajlu3y sSBISCT-
Cs albTePHATUBOW KIIACCHYECKOMY JKHJIKOCTb-
KUIKOCTHOMY METO.Y.
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