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PE3IOME: Crarbs nocBsiieHa moadopy OnTuMab-
HBIX YCIOBUH A7 N30 IMPOBAHUS OCHOBHOTO METa00INTa
TeTparuapokanHaburona— 11-aop-9-kapookeu-A’-TT'K
(TTK-COOH) B MOY€e ¥ BO3MOKHOCTH HCIIOIb30BAHUS
JUISL aHAJIN3a METOJIOM Ta30BOW Xpomarorpaduu ¢ Ka-
MIISIPHONW KOJIOHKOW. [IpuBeneHBI CpaBHUTEIBHBIC
JAHHBIC TI0 HCIIOJIBb30BAHHUIO PA3HBIX KOHIEHTpAIMH
THJPOJIM3YIOIIETO peareHTa, yCJIoBHi OYUCTKH, B XO/Ie
poOOTIOATOTOBKH [UIs ra30BOM Xxpomatorpaduu. Haoc-
HOBE IIPOBEJICHHBIX NCCIIEA0BAHUI IIPE/IIaraeTcst METo-
JvKaraso-xpomarorpaduyeckoro anaauza TI'K-COOH
B MOYE JIUIL, yTTOTPEOISTFOIINX HAPKOTHUECKHE CPEACTBRA,
comeprkamme KaHHaOWMHOWIBL. [Ipemen oOHapykeHUs
TI'K-COOH B Moue mpu HCIOJIB30BaHUU YKa3aHHOTO
MEeTO/1a COCTaBJIseT 15 Hr/MIL.

ABSTRACT: This paper is devoted to selection of
optimum conditions for isolation of the main metabolite
tetrahydrocannabinol — 11-A°-carboxy-9-THC (THC-
COOH) in urine followed by gas chromatography with
a capillary column. Comparative data on use of different
concentration of a hydrolizing reagent, conditions of
clearing, during sample prepation for gas chromatography
are cited. On the basis of the researches the technique of
GC the analysis of THC-COOH in urine of the persons
using narcotics, containing cannabinoids, is offered.
The limit of detection THC-COOH in urine at use of
the specified method makes 15 pw/mL.

YcraHoBeHue pakra yrmorpeOaeHns HAPKOTHIESCKIX
CPEJIICTB, COAEpIKAIMX KaHHAOMHOUIBI (MapHUXyaHBI,

* Anpec sl IePEeNUCKHU:

Kpsutosa Exarepuna HukonaeHa

117638, . Mockaa, yi. bonorHukoBckas, 1.16
Hapkonoruyeckas kiannudeckas 6onpauna Ne 17 /13 . MockBbl

Tallnira, TAIIUITHOTO Macja) SBISETCA JOCTAaTOYHO
Ba)KHBIM Ha COBPEMEHHOM 3TaIle pa3BUTH 1JaOOPaTOpHOIH
CI1yKOBbI, 3aHUMAIOIICHCST aHAJIM30M ITHUX CPEJICTB.

[To crarucTUUECKUM OTYETHBIM AaHHBIM XUMHKO-
Tokcukonorunueckoit mraboparopun HKB Ne 17 . MockBs
3a [TOCJICTHIE TO/TBI KOJTMUECTBO PE3YIBTaTOB HCCIIEI0BA-
HUM, B KOTOPBIX 00HAPYKEeHBI KAHHAOMHOUIBI, COCTAB-
nset 6omnee 30% oT 06ImIero KoIMYECTBa Mpod, Kpome
TOTr0, 4acTo KaHHaGI/IHOI/IZlBI MMPUCYTCTBYIOT B COCTaBC
cMecell HapKOTHYECKHX M INCHXOTPOIHBIX BEILIECTB,
yIOTpeOIIsieMbIX HapKOMaHaMH (4TO COCTABIISIET OKOJIO
10% ot ob1ero uncna nccnenoBanuii ). [loaroMmy anamms
STOH TPYNIBl HAPKOTUYECKUX CPEICTB 3aCITyKUBACT
60IBIIOT0 BHUMAHHS.

Tem He MeHee, HcclieIOBaHHE MOYH, KOTOpast sIBJIsI-
ercs HauboJjee JOCTYIHBIM M Leseco00pa3HbIM OHo-
00BEKTOM ISl JIOKa3aTelIbCTBa (hakTa yIoTpeOIeHus
HapKOTHYECKHUX CPEICTB, COMEPKANNX KAHHAOMHOHTBI,
TIPOBOAMTCS B HACTOSAIIEE BPEMs B SIHHIIHBIX XHMHKO-
TOKCUKOJIOTHUECKHX M CyIeOHO-XMMHYECKUX Jiabopa-
topusix Poccun (Karaes u ap., 2000). IIpu sTom yacto
UCIIOJIb3YETCS TOJIBKO OJIMH METOJ| MPE/IBAPUTEIBHOTO
uccienoBanus. JlaHHOe HallpaBIeHUE TOJILKO HAYNHAET
Pa3BUBATHCS, YTO OCOOCHHO KaCaeTCsl YyBCTBUTEIIFHBIX H
cnenn(UIeCKIX METOJOB aHAIN3a, TAKAX KaK XpOMaTo-
Macc-criekrpomeTpusi (I’ X/MC), razoBast xpomarorpadust
(I'X), BBICOKOA (D PeKTHBHAS )KUIIKOCTHAS XpoMaTorpadust
(BOXKX).

Lenpio Hactosmield pa®oThl siBUJIAach pa3paboTka
METOIMKH Ta30-XpOMAaTOTPpapUIECKOTO MCCICIOBAHUS
OCHOBHOTO MeTabommTa TeTparuapokanHadurona (TKI -
COOH) B Moue nwiI, T0JJ03PEBAEMbIX B YIOTpEOICHUH
CPE/CTB, CONCPKAIIUX KaHHAOWHOWBI, YIOOHOH st
MPaKTUYECKOr0 Ka)JOJHEBHOI'O HCIIOIb30BaHUS B
COOTBETCTBYIOIUX Jlaboparopusix. [yt aToro Ha oc-
HOBE aHAJIN3a U3YUCHHOM JTUTEPATYPHI M COOCTBECHHBIX
SKCIIEPUMEHTAIBHBIX HCCIICIOBAHINA BEIOPAHBI YCIIOBHS
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TIPOOONIOATOTOBKA C YYETOM JOCTYIHBIX PEaKTHBOB M
MaTepHasoB, OLIEHEHbI BO3MOXKHOCTH HCIIOJIb30BaHUS
ra3oBoro xpomarorpada ¢ KammuIBIPHON KOJIOHKOM.

[Ipennaraemasi MeToJuKa OCHOBAaHA Ha IIEIOYHOM
THIPONH3Ee 00pa3lla MOYH, MOCICAYIOMEH >KUIKOCT-
HO-)XHIKOCTHOW 3KCTPAKIIMH, YIApUBAaHUH IKCTPAKTA,
JepUBaTH3AIMH JJIs TIONYYCHUS CHIIMIIBHBIX TPOW3-
BOJHBIX M TOCJCIYIOMICTO XpoMaTorpadupoBaHus Ha
KalWUIIPHON KOJIOHKE B PEXHMME IPOrpaMMHUPOBAHUS
TEeMIIEPATYPHI.

BBenenue

OCHOBHBIM KOMITOHEHTOM, OTBEYAIOIIINM 32 [ICHXO0aK-
THBHBIC CBOWCTBA MAPUXYaHBIL, SIBISCTCS TpaHc-A’-TeTpa-
rugpokanHadunoi (TI'K), 0CHOBHBIMM KOMITOHEHTAMH,
OoOHapy>KeHNE KOTOPBIX CBUJICTEIBCTBYET 00 yIoTped-
JleHuu Mmapuxyansl, sBisitorcst TI'K u ero ocHoBHbIE
METa0OJIUTHI: IEPBUYHBIN TICUXOAKTUBHBIN METa0OIUT
11-ruapoken-A’-terparuapokanaabunon (11-OH-TI'K)
U KOHEYHBIH OMOJIOTMYECKH HEAKTHUBHBIA IPOIYKT
11-H0p-9-Kapbokcu-A’-Terparuapokannadunon (TTK-
COOH), a Takke B MEHBIINX KOINYECTBAX KAHHAOMHOI
u xaaHaOu Mo (Becemosckas u ap., 2000; CHMOHOB 1
ap., 2003; Clark, 2004). ITepBudHBIif METa0OTHT MOXKET
OBITH OOHAPY’KEH B IJIa3Me, B MOYE €r0 MOKHO OOHApY-
JKUTb TOJIBKO B IIEPBbIE HECKOJIBKO YaCOB MOCIE IpHEeMa
1 B rOpa3/io MEHBIINX KOJINIECTBAX.

BonbIIMHCTBO MPUKIIAHBIX, SKCIEPTHBIX METOIUK
aHam3a KaHHAOMHOUIOB (6o1ee 90%), mpencTaBIeHHBIX
B M3y4CHHON HAMH JINTEPAType, KOTOPBIE NCTIOIb3YIOTCS
JUIS JIoKa3aTesbeTBa (pakTa ynorpeOieHns: MapuxyaHbl
u TT'K-conepxamux HapKOTHYECKUX CPENICTB, OCHO-
BbiBatorcs Ha aHanuze TI'K-COOH B moue. B kpartkoit
(opme aTH paboTs! 000011IeHbI B 0630pax (Recommended
Methods..., 1987; Bronner, Xu, 1992; Cody, Foltz, 1995;
Staub, 1999), uccrnenoBaHmii, MOCBIMICHHBIX aHAIN3Y
TI'K, OH-mertabonuToB, kpaiine mano (Kemp et al.,
1995a; Kemp et al., 1995b), B 0CHOBHOM 3TO pPabOThI
TEOPETHYECKOTO HAyYHOTO XapakTepa.

[Ipo6onoxaroroBka mist aHamuza TI'K-COOH, kak
MIPaBUJIO, BKIIIOYACT 3 OCHOBHBIC CTaJUH: THAPOIN3,
IKCTpaKIuio (Kuako-xuakoctHyo (PKXKD) wmmu tBep-
nodhasHyo) ¥ JepuBaTU3alMio. AHAIU3 TUTEPATyPHBIX
JTAHHBIX MIOKA3bIBAECT, 4TO 00IIIast [TPOIIeIypa MPOOOIO-
TOTOBKH, OTIMCaHHAsl Pa3HbIMH aBTOPAMH, JOCTATOUHO
ToXoXa (IIpecTaBieHa Ha cxeme 1).

[Ipo6omnoaroroka s ananmza TTK-COOH B moue
metonamu I X, ['X/MC, kak mpaBuII0, BKITIOYAET CTAINIO0
THIPOJTN3A JUIS pa3pyIIeHNs CBA3M METabO0JINTa C IITIOKY -
ponuaom, konudectBo TT' K-COOH, sxcTparnpoBaHHOM
13 MOYHM TI0CJIe THApONN3a, Oojiee yeM B 2 pa3a BBIIIE
10 CPaBHEHHIO ¢ TakoBo# Oe3 ruaponmsa (Kemp et al.,
1995a). 11151 pa3pyIieHHst 3TOH CBSI3H UCTIONB3YIOTCS TBA
BHJa THAPOJIH3A: MeN0YHON 1 pepmenTaTuBHBIN. 11le-
JIOUHOM THJIPOJIU3 OCYIIECTBISETCS 3a 00Jiee KOPOTKUH
HIepHOoJI BpEMEHH U OoJiee IPOCT B OCYIIECTBICHHUH, UC-
T10JTb3yEMbIE PEAKTHBBI JICIIEBBIE U JIOCTYITHBIE, XOPOIIO
TIO/IXOANT JUTs Ta00PATOPHON ITPAKTHKHU. Bpemst peakin
COCTABIISIET, 110 JAHHBIM PA3JINYHBIX aBTOPOB, BOCHOBHOM
15-20 munyT, TeMIIEepaTypa 50-60°C, 1ocTaTOuHO IHPO-
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Cxema 1. IIpobonoozomoska oas ananuza TI' K-COOH

KO BapbUPYET KOJIMYCCTBO IICJIOYHOTO arcHTa — EIKOTO
HaTpa WIH eIKoro Kaiu (6osee yeM B 20 pa3), HOITOMY
JUTS. ONITUMH3AIIAHN STOH CTaJUU IIPOBOIIIIN HEKOTOPEIC
COOCTBEHHBIC UCCIICIOBAHUS.

Jlns m3onupoBaHus KaHHAOWHOUAOB M UX MeTado-
JUTOB M3 MOYHM TOCJE THAPOIN3a HCIONIB3YeTCs Kak
KHUJIKO-KUKOCTHAS, TaK U TBepAo(a3Has IKCTPAKIIUS
(Recommended Methods..., 1987; Bronner, Xu, 1992;
Cody, Foltz, 1995; Staub, 1999), Ho Ha naHHOM >Tare
JUTS TIPOBEIICHUST MACCOBBIX HCCIICIOBAaHHUN Ooiee Jie-
IIEBBIM W AOCTYIMHBIM MeTomoM sBisiercs JKOKD. s
M30JIMPOBAHIS KAHHAOWHOWIOB IT0 TAHHBIM JINTEPaTy PhI
THIPOJIN30BaHHAs cMech moakucisercs 10 pH 2-3 u
IKCTPArupPyeTCs Yallle BCEro CMEChIO IeKCaH-ITHIIAIeTaT
B cooTHomreHun 7:1 (Recommended Methods..., 1987;
Bronner, Xu, 1992; Cody, Foltz, 1995; Staub, 1999).
Hawubomnee npocras ounctka B xome KXKD cocrout B
IKCTpAKIUK TekcanoM mpu pH 12-13, ymanenun opra-
HHU4Yeckoro ciod, 3ateM axkcTpakiuu TTK-COOH npu pH
2-3. Ipyroii B OYUCTKHU 3aKIIOUAETCS B IKCTPAKIIMU
OpPraHUYECKHM PACTBOPHUTEICM IOCIEC THAPOIN3A TPU
KHCIBIX 3HaYeHUAX pH, 3aTem nobasnennu 0,2 H. cepHON
KHUCJIOTHI (7151 yAaJICHUS COMYTCTBYIOMINX YHIOTCHHBIX
KHCIIOT), X TIOCIIEAYIOIEM OTOpacChIBaHUH BOJHOTO CITOS
(Foltz et al., 1980; Bronner, Xu, 1992). B nammux uccie-
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JIOBaHMSX OMpEeNIeH BKIIa 3THX JBYX BUJOB OUHUCTKU
Ha KQ4€CTBO IMOJTYUYCHHBIX OKCTPAKTOB.

Cranusa nepuBatuzanuu npu uccnenoanuu TI'K-
COOH uariie Bcero 3aK/I04aeTcs B aTKWINPOBAaHUU UITH
CHJIMIIMPOBAHNH (PEHOIBEHON M KapOOKCHIBHON TPYTIIT 1
TIOTyYeHUH METHII-, PEKE TPOTIHII-, LIV CHITHITBHBIX ITPO-
m3BoaHbIX (Recommended Methods..., 1987; Bronner,
Xu, 1992; Cody, Foltz, 1995; Staub, 1999).

CpeI[I/I CUJIUJIBHBIX MPOU3BOJAHBIX, IO JaHHBIM
Clouette u coast. (Clouette et al., 1993) u Moore u co-
aBT. (Moore et al., 1996), n3BecTHBI HCOOBIYHO CTOHKHE
nepusatbl TTK-COOH, xoTopbIe moxy4eHb! ¢ N-MeTHII-
N-(TpeT-0y THIINME THIICHITII)-TPUPTOPAIE TAMHAIOM
(MTBSTFA), coxpansroriye CBOM CBOICTBA, 10 JAHHBIM
9TUX aBTOPOB, 710 10 aueii. Okazanock, KpOME TOTO, UTO
STOT peareHT AO0CTaTOYHO Xopoulo moaxoauT ans I'X
WCCIIEJIOBaHUS 110 HAIMM JIAHHBIM (CM. O0CYyXJIeHHE
PE3yIBTaToB).

UsBectHO, uTo TI'K 1 TTK-COOH 1oz neficrBueM
CBeTa M KHCJIOPOJa BO3AyXa IPH HarpeBaHUU pasjara-
I0TCSI, TO3TOMY B IIPOLIECCE POOONOATOTOBKHU JIOJIKHO
OBITH HCKIJIIOYEHO HCIIOJIb30BaHNWE BBICOKHX TeMIIepa-
Typ. YNapuBaHHE SKCTPaKTa >KEJATENEHO HMPOBOJIHUTH
B TOKE MHEPTHOTO Ta3a WM B BaKyyMHOM Inkagy 0e3
HarpeBaHusA. CTaOMIBHOCTh CTaHOAPTHBIX PAaCTBOPOB
1 00pasIoB OHOKHIKOCTEH COXPAHSETCS B YCIOBUSIX
nrybokoro oxnaxkaenust mpu — 20°C.

TI'K-COOH nerko ancopOupyercst Ha CTEKJISTHHBIX
WIM TUIACTHKOBBIX TMOBEPXHOCTAX (PIaKOHOB, peak-
LMOHHBIX BHUAJ, MHUIETOK, KOTOPBIC HCIIONB3YIOTCS B
MpoIecce MOArOTOBKM TPoObl. M3BecTHO, 4TO A
IpEAOTBPAICHUA TOTEPH AHAJIU3UPYEMOT'O COCTUHCHU A
PEKOMEHYEeTCsl CUIIaHU3UPOBAaHUE BCE UCIIOIb3YyEMOMI
MoCy/Ibl, XpaHeHHne 00pa3loB B LIEJIOYHBIX PACTBOpax
WIN B OpraHMyYecKoil (ase, YTO MpemOTBpaIIAET I0-
BepXHOCTHYIO ancopOrmio (de Zeeuw, 1994). B Toii
e paboTe mpearaeTcsi O4eHb yHOoOHAs M TpocCTas
00paboTka MCHONB3yeMON TOCY/bI JJIsl YMEHBIICHUS
NOTePh MPHU aACOPOIMH BMECTO CHIAHH3UPOBAHUSI.
Takasi 00paboTKa COCTOMT B CIIEIYIOUIEM: MPOMBITh
TTOBEPXHOCTH BCEH TOCYIBI NEPEa HCIOIb30BaHHEM
HEeOOIBIINM KOJTMYECTBOM METAHOJIA, IaTh CTEYh OCTaT-
KaM U BBICYIIUTH. OCTaBIINIACS TOHKHUH CIIOW METaHOIIa
Bd)(t)eKTI/IBHO 3alIUTUT aKTUBHBIC HCHTPBI U YMCHBIIUT
notepu npu azcopobuuu. ITo cpaBHEHUIO ¢ oAy PO
CHJIAHM3MPOBaHUs, Npeaiaraemas odpaboTka Ooiee
MIpoCTa M AOCTYITHA, TOATOMY MBI HCIOJIb30BAIN €€ B
CBOMX HMCCJICIOBAHMSX.

DKCIepUMEHTaJIbHAS 4acTh

OOopynoBanue 1 MarepHaibl. AHAIU3 MPOBOIMIH
Ha razoBoM xpomarorpade Agilent 6890N c aBTomH-
KekTopoM Agilent 7683 1 TIaMeHHO-HOHU3AIIMOHHBIM
JETEKTOPOM, Xpomarorpadudeckas KBapleBas Ka-
musipHas kononka HP-5 mnuroit 30 M, BHyTpeHHMN
nuametp 0,32 mm, TonmuHa mieHku 0,25 MxMm. Pexxum
nporpammupoBanus remneparypslt: 70°C 1mun, ot 70°C
10 285°C co crkopoctbio 20°C/mun, 10 mun npu 285°C,
nanee co ckopocthio 20°C/MuH 10 295°C u 3 MuH mipH
KOHEYHOM TeMneparype. Obmiee Bpems aHam3a 23 Mu-

HyThl. Temneparypa ncnaputens 250°C, Temmnepatypa
nerextopa 300°C. I"a3-HOcUTEIb —renif, CKOpOCTh TOTO-
Kara3a-HOCHTEJsI uepe3 KOJIOHKY 3,0 MIJI/MUH, INHCHHAS
ckopocTb47 cm/c. BBOoI IpoOBI OCYIIECTBIISIIOT B PEXKHUME
MTOCTOSTHHOM CKOPOCTH Ta3a HOCHTENs, 0e3 JeICHHUS
motoka (splitless). O6beM BBOANMOM TIPOOBI COCTABISIET
1 mka. [Ipenen o6Hapy)eHus meroxa 15 Hr/mir.

SKCHepI/IMCHTaHBHLIe JAaHHBIC, MMPEACTABJICHHBIC
B HAcTOsIIEH pabdoTe, MONyYyeHbl Ha pEATbHBIX MPO-
0ax Mo4d — OMOMPOOKI JIHII, Y KOTOPBIX YCTAHOBICHO
cojiepKaHNe KaHHAOWHOUIOB Ha OCHOBE TOJISIPU3AIIH-
OHHOTO (hryopomMMyHOoaHann3a Ha TJ[x-aHamm3aTope
¢ Habopamu peareHTOoB (upmbl «Abbotty (CIIA) u
noareepxkaeno ['X/MC uccnenoBaHieM, KOHLEHTpa-
1 riopsiika 200-400 Hr/mot, ipu cpaBHeHnu ¢ [IOUA
nopsiika 40-100 ur/mi. PeanbHble TpoOBI B3STHI Y JINIL,
OCBHICTEIIHCTBOBAHHBIX B KAOWHETAaX HAPKOJIIOTHUECKUX
skciepti3 HKB Ne 17 1. Mocksel. KamubpoBounsie
pacTBOPBI TOTOBHJIM Ha POHOBOM MoUe C T0OAaBIEHUEM
crangaprHoro pactsopa TI'K-COOH dupmbi-nipons-
BOJUTENS B METaHOJIE ¢ KOHIEHTpaiueir 10 MKr/mir.
KoHueHTparmu kaanOpoBOYHBIX PACTBOPOB COCTABIISIIN
12,5, 25, 50, 100, 200 Hr/mJ1, COOTBETCTBEHHO.

Bcro CTEKISHHYIO TOCYIy, HCIOIB3YyEeMYIO0 B TIPO-
mecce MpoOOMOATOTOBKH, TEpPE HCIOIb30BaHUEM
00pabaThIBaJIi METAHOJIOM KaK yKa3bIBaIOCh Bhiiie (de
Zeeuw, 1994).

B xavecTBe BHYTpEHHEro CTaHJapTa HCHOJIb30Ba-
m 17a-metnnrecrocrepon ¢upmsl «Sigmay» (CLLIA),
KOTOPBIH T0OaBISUTH B MOJCTBHBIE CMECH Ha (DOHOBOMH
MOU€ U B peasIbHbIE TPOOBI TIepe] HadaIoM poOomo-
TOTOBKH B KosinuecTBe 20 MKJI METaHOJILHOTO PacTBOpa
150 mMxr/mut.

JIJiss OATBEPIKACHUS MPABHIBHOCTH BBITIOTHECHUS
MPOOOTIOATOTOBKY OBLT UCIIONIE30BAH METOIl XPOMATo-
MaccC-CIeKTPOMETPHH, M/Z OCHOBHBIX MOHOB TPET-
oyrunaunvetmicummibHoro (TBDMS) mpomnsBomHOTO
TI'K-COOH — 515; 413; 572 (Cody, Foltz, 1995).

MeTtoabl UcciIeI0BaHU.

I'maposms. [l ocyuiecTBieHuss 3TOM CTaguu K
5 MJI MOYHM C BHECEHHBIM BHYTPEHHHUM CTaHIapTOM
(20 Mk p-pa 170-MeTHATECTOCTEpPOHA B METAHOJE
150 mMxr/mit) goOaBisig 1 MIT IIEIIOYHOTO peareHTa pas-
HOW KOHIICHTPALIUH JIJIsl BRIOOPA ONTUMAITbHBIX YCIIOBHIA:
1 1., 5 1., 10 H. eaxoro kanus, BeliepkuBaiu npu 50°C
B TeueHne 20 MUHYT.

Kuako-xuakocTHas Ikerpakuus. [Tocne oxmax-
JICHHSI THAPOIU3YyEeMON CMECH MPOBOIUIN 3KCTPAKIIUIO
TpeMsi pa3HBIMH BapHaHTaAMHU:

1)  k rupposmsary nocne nopkucienns 6 H. HCI
1o pH 2-3 noGapmnsuii paBHOE KOJTHMYECTBO CMECH T'eK-
can-sTmanerar 7:1, mocme BerpsxuBaHus (10 mMuH)
n nentpudyruposanus (10 mun mpu 3000 06/muH),
BEPXHUI OpPraHM4ecKuil CIIOW OCTOPOKHO OTOMpan
OJHOPA30BOM MIACTUKOBON MUMETKON U MEPEHOCUIIN B
KOHHYECKYIO MPOOUPKY (auameTrpoM 3,5 cM, 00beMOoM
10 mu1) [T BBITTApUBaHUS;

2)  KTUAPOIH3ATY IIepe] MOAKUCICHUEM J00aBIs-
JIM PAaBHOE KOJTMYECTBO F'eKcaHa, mocie Berpsixubauus (10
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muH) neHTpudyruaposanust (10 muampu 3000 06/MuH)
BEPXHUI OpraHWYeCKUH CI0i 0TOpachIBaIH (IIeT0THAS
OYMCTKA) U 1ajiee SKCTPAKIIHIO OCYIIECTBIISUIN KaK B 1 -M
BapUaHTE;

3)  KTUIponM3aTy HOCIE HOIKUCICHUS T00aBIISITH
PpaBHOE KOJIMYECTBO CMECH reKCaH-3TmianeTar 7:1, mocie
BerpsaxuBanyst (10 muH) neaTpudyruposanyst (10 muH
ripu 3000 00/MUH) BepXHUH OpraHMYecKHil CI0i 0CTOo-
POXKHO OTOMPAITH OTHOPA30BOH MIACTUKOBO MUTICTKOM
B CTEKJISIHHBIA (DIakoH JUIsSi SKCTPaKIMH, 100aBIISIIN
paBHOe konnuecTBO 0,2 H. CEpHON KUCIOTHI; TOCHE IKC-
TPAKIMHN U LIEHTPHU(YTUPOBAHUS BEPXHUH OpPraHWIeCKUH
CJIOM MEPEHOCUIIM OAHOPA30BOM IMHUIIETKOW B €MKOCThb
JUTSI BBITIAPWBAHMUS, BOJIHBIN CJIOW OTOPACHIBAIIH.

Brinapusanue oCyl1eCTBIISIN TP KOMHATHOM TEM-
reparype B TOKE XOJIOHOTO BO3/yXa /10 00beMa OKOJIO
500 MK7, fanee 3KCTPAKT NEPEHOCHUIHN B CTEKIISTHHYIO
BHATy Ha 2 MJI JUISI AAJbHEHIIETo yIapuBaHHs B TOKE
a30Ta WJIN TeNust J0CyXa.

JepuBaru3anus. K cyxomy ocrarky m00aBisuTi
50 Mk 50% p-pa N-metun-N-(TpeT-Oy THIAUMETHIICH-
mmn)-tpudropaneramuiaa (MTBSTFA) B aneronuTpuie,
BCTPSIXMBAIK 3 MHUHYTHI, BblaepxkuBanu npu 70°C B
TEUeHHEe 25 MUHYT, TIOCJIE OXJIAKACHUS TEPEHOCHIN
B CTEKJISTHHBIE BCTaBKK 00beMoM 100 MK K TOMY XKe
(yakoHy 1 BBOJIMIIM B T'a30BbIil Xxpomarorpad.

OOcy:xeHue NMOIY4YEHHBIX PE3yIbTaTOB.

ITockonbKy KOJIMYECTBO MIETIOYHOTO areHTa s TH -
pON3a 110 JAHHBIM JIUTEPaTyPbl BAPbUPYET JOCTATOYHO
3HAYNTENBFHO OT MATKUX yCIOBUHM — Ha 5 M1 Moun 1 mut
1 u. KOH (Baker et al., 1984) 10 caMbIX )KeCTKHX yC-
noBuit — Ha 1 M1 moun 200 Mk 10 v. KOH (Kintz et
al., 1995), HeoOxomuMO OBLIO MOMYYUTH COOCTBEHHBIC
9KCTIEPUMEHTAIIBHBIC JJAaHHBIC JUIS BBIOOPA KOJIMYECTBA
peareHTa.

Pe3ynpTaThl, MOJNydeHHBIE NMPHU HCIOIH30BAHUHU
pa3HON KOHIIEHTPAIMU €IKOTO KaJld, IIPEJCTAaBICHbI B
tabnuue 1 v Ha pucynke 1. Oka3anaock, 4To UCIIOIb30Ba-
HUE MATKUX YCIIOBUH JaeT HAMMEHBIITYIO KOHLIIEHTPALIUIO
TI'’K-COOH, HO B TO e BpeMs IIPH 3TOM ITOTYYar0TCS
Hanboee YUCThIE HKCTPAKTHI. Mcronp30BaHne caMbIX
JKECTKHUX YCIOBHUH MPHUBOIUT K JTOCTOBEPHOMY yBEIH-
YEHHIO BBIXO/1a, HO BMECTE C TEM 3aMETHO BBIPACTaeT
KOJIM4eCTBO 3arpsisHeHuil. Hamu Obuia BhIOpaHa KOH-
nentpauus — 5 H. KOH, npu ucnons3oBaHun KOTOpon

k :m e A

B & &

Puc. 1-a. Cosmewenue Xpomamozpamm 3KCMpaxKmos,
nonyuennvix nocie euoponusa IN p-pom KOH u nocne
euoponuza 10N p-pom KOH.

Puc. 1-6. Pesyromam 6vluumanusi xpomamozpamm
9aKCmpaxkma, noiyueHHo2o nocie eudponusza 10 H. p-pom
KOH (svlwe nyne6oii nunuu) u 3KCmpaxma, noaIy4yeHHO20
nocne eudporusa 1 u. p-pom KOH (Huoice Hyne6otl nunuu)

JTIOCTOBEPHO YBEITMUMBACTCS KOIMUECTBO O0HAPYKEHHOM
TI'K-COOH 1o cpaBHEHUIO ¢ MATKUMH YCJIOBHUSIMH, U
KOJIMYECTBO 3arpsi3HCHUH HE CTOJIb BEJIMKO, YEM NP
10 . KOH.

B xoze 3KkcTpakmuy UCHoNb30BaINCh J[BA BapUaHTa
o4qncTku. OKa3anoch, 4T0 UCTIOIb30BAHUE OUMCTKH Opra-
HUYECKOT0 9KCTPaKTa BOAHBIM pacTBopoM 0,2 H. cepHOIi
KHCJIOTHI MIPUBOJNUT K YMEHBIICHHIO COITYTCTBYIOIIMX
3arpsisHEHUH Ha XxpoMarorpamme (puc. 2 a, 0), HO 3Ta
JIOTIOJTHUTEINbHAS CTA/INs HeyToOHa TS KaXKIOAHEBHOTO
UCTIONB30BaHMS TIPH MCCIIEIOBAHUN OOJBIIOTO 0OBbeMa
po0 1 BIIOJIHE OTPaB/IaHa [TPU MaJIbIX KOJIMYECTBAX aHa-
nu30B. O4nCcTKa U3 IEIOYHOH Cpeibl HECKOIBKO MPOIIIe
B HCIIOJIHEHUH, XOTI B HAILIUX YCIOBUSIX I'a30-XPOMaTOr-

Tabnuya 1. Cooepacarnue TI'K-COOH npu pasHuix yCio8UsAX WelouH020 UOPOU3a (U3 5 Mi Modu,).

YCnoBust ruapoH3a Imn 1 5. KOH | Ima5u KOH | 1w 10 5. KOH
n=6 n==6 n=6

ITokazarenu
Kosn-so TTK-COOH, 257,6+9,7 292.4+94 332,0+7,8
HI/MJT
Konreonii { Cra - CpaBHeHue ¢ CpaBHeHue ¢

;) epuii FOJICHTa 1 5. KOH 5 u. KOH
pacyeTHbIi 2,57 3,3

Kpurepunii t CteionenTa
TaOIMYHBIN

2,23 mpu P =0,95
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Puc. 2-a. Coemewenue xpomamozpamm 3KCMpaKmos,
nonyuenuvix ¢ oyucmrou p-pom 0,2 H. cepHoll Kuciomsl u
9KCmMpaxma 6e3 OUUCTKuU.

Puc. 2-6. Pezynomam 6bl4umaHus Xpomamozcpamm
9KCMPAKMOB, NOMYHEeHHLIX Oe3 ouucmku( evlue Hynesou
auHuY) u ¢ oyucmrou p-pom 0,2 H. cepHoll KUCI0mbl (HUH#Ce
HYN1e60U TUHUL).

paduIecKoro UCCIEIOBAHNUS €€ BKIIA/I CYyIIECTBCHHO HE
3ameteH (puc.3 a, 6), KpoMe TOTo, OHa TAaKXKe SABISACTCS
JIOTIOJTHUTEIIBHOM, TPEOYIOIIEH BpEMCHH CTaIUCH.

Bpewmst ynep:kuBaHHS MOTy4YEHHOTO MPOU3BOAHO-
ro TTK-COOH cocrasnser 16,00 MuH, BHYTpEHHETO
cragaapra 12,70 MUH, OCHOBHBIE COIMYTCTBYIOLIUE
COCIMHEHUS, KOTOPBIE COPKCTPAruPYIOTCs U3 Onomare-
pHuaa, perucTpUPYIOTCS Ha XpOMaTorpaMMe paHbIIe,
yem aepusat TI'K-COOH. AHasnu3 pOHOBBIX 3KCTPaKTOB
MOKA3bIBACT, YTO YACTH XPOMATOIPAMMBI, COOTBETCTBYIO-
e Bpemenn ynepxkuBanus TT K-COOH uBHyTpeHHEMY
CTaH/IapTY, CBOOOIHBI, 3TO SIBJISICTCS OUCHD BAYKHBIM JIJISI
Bo3MOkHOCTH [ X HCCIIeTOBaHUS JAHHOTO COSTNHEHHS.
(puc 4 a, 6, B, T).

ITosTomMy Hanbomnee MOAXOASAIICH METOJUKON MPO-
6onoaroToBku s ['X aHanu3a At KaKIOIHEBHOIO
KCIOJB30BaHMsI B JIAOOPAaTOpUU ¢ OONBIIMM 00BEMOM
HCCIIEJOBAHUI, IO HAIlIEMY MHEHHIO, SIBIISIETCSI METOINKA,
OTMCaHHAs HIKE.

I'uaponu3s: K 5 M MOYM C BHECEHHBIM BHYTPEHHUM
craggaptoM (20 Mk1 p-pa 170-MEeTHITECTOCTEPOHA B
metanosie 150 Mkr/Mia) n1o6aBisitoT 1 mMit 5 H. pacTBopa
eakoro kanu, BeiaepxkuBatroT mpu 500°C B TeueHue
20 MUHYT;

DKCTPAKIUA: TOCTE OXJAXKICHHUS THIPOIU3AT
moakucisIoT A0 pH 2-3 ¢ moMomipio 6 H. CONMSHOU
KHCJIOTHI, 100aBIAIOT PaBHOE KOJMYECTBO CMECH TeK-
can-sTmianerar 7:1, mocne BerpsixuBaHus (10 muH)
n uenrpudyruposanust (10 mun npu 3000 06/MuH),
BEPXHUI OPraHMYECKUH CIO0H OCTOPOXKHO OTOMpAroT

O/IHOPA30BOM TUIACTMKOBOW MHUIETKON U MEPEHOCAT B
KOHHUYECKYIO MPOoOHUPKY (auamerpoM 3,5 cM, 0ObeMoM
10 Mi1), BHIIAPUBAIOT NPH KOMHATHOM TemIeparype B
TOKE XOJOIHOTO BO3IyXa 0 oObeMa okoio 500 MK,
Jlaee 3KCTPAKT MEPEHOCAT B CTEKISTHHYIO BHAIy Ha
2 MJI s JaTbHEHIero yIapiuBaHUs B TOKE a30Ta WIIN
TeJIHsl JOCyXa,;

JlepuBaTu3anmsi: K CyXoMy OCTarky J0OaBIISIFOT
50 mxi 50% p-pa MTBSTFA B anietonutpuiie, BCTps-
XMBAIOT 3 MUHYTHI, BeIAEepkUBatoT pu 70°C B TeueHue
25 MHHYT, TOCJIC OXJIAXKICHHS IIEPSHOCST B CTEKIITHHYIO
BcTaBKy Ha 100 MK K TOM ke BHaIIe ¥ BBOJAT B Ta30BBIN
xpomarorpad.

C nenpio yMEHBIICHHUS BPEMEHHU aHAlW3a U YIIyd-
IIEHHUST XpOMAaTOTpauuecKoro pasieieH sl HHTepecy-
IOIINX KOMITOHEHTOB POBOAMIOCH U3yUCHNE BIUSIHUS
TEeMIepaTypHOU IIPOrpaMMBbI TEPMOCTATA U TABJICHUS B
CHCTEMe Ha IIPOBE/ICHIE aHAIN3a. YBEITHICHHE CKOPOCTH
nporpamMMupoBanus 6onee yem Ha 20°C/MUH, PUBO-
JUJI0 K CMCUICHUIO ITMKOB BHYTPCHHETO CTaHIapTa U
TI'K-COOH k rpymne NUKOB MaTPUIBl MOYH U XpOMa-
TorpadguyeckuM HajoxeHusM. [IpoBeneHne ananmusa B
PEKUME IIOCTOSTHHOTO JaBJICHUS B XpOMaTOTrpadeCKOM
KOJIOHKE TIPUBOJIIIIO K HAIOKCHUIO HHTEPECYIOIINX Be-
IIECTB C KOMITOHEHTaMHU CII0KHOM XpoMaTorpapuaecKoit
MaTpUIbl MOYHM U YXYIILIECHUIO XpOMaTorpapuyeckoro
paszzeneHusl.

[TpencTaBiaeHHYI0 METOAMKY MOXKHO HCIIOJIb30BaTh
B KaueCTBE MOATBEP)KAAOIIETO METOa UCCIICIOBAHNUS
B JTaOOPATOPHOIl MpaKTHUKE I YCTAaHOBJICHHUS (pakra

Puc. 3-a. Cosmewenue xpomamospamm IKCMPAKmos,
NOIYUEHHBIX C OUUCTKOT U3 W eNOUHOU CPeObl, U IKCIMPAKIMA
be3 ouucmxu.

Puc. 3-6. Pesynomam @biuumanus Xpomamozpamm
9IKCMPAKIMOS, NOIYYEHHBIX 06e3 OYUCTKU(Bblue HY1e6Ol
AUHUW), U IKCMPAKMA € OYUCMKOU U3  WeNOUHOl
cpeovi(Hudice HYLeBOL TUHULL).
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Nom.

Puc. 4-a. Xpomamoepamma gponosoii moyu.

\

Puc. 4-6. Xpomamoepamma cmandapma TI'K-COOH c
Konyenmpayuei 250 ne/mi.

Puc. 4-6. Xpomamoepamma «peanvHou npobvly mouu,
cooeporcaweti 60 ne/mn TI'K-COOH.

Puc. 4-2. Xpomamoepamma «peanvHoii npobvly mouu,
cooeporcaweti 200 ne/mn TT'K-COOH.

YIOTpeOIeHNST HAPKOTHIECKUX CPEJICTB, COAEPIKAIINX
KaHHAOWHOWIBI, B JOMOJHEHUE K TPeIBapUTEIBbHBIM
nMMyHoXxuMudeckuM uccnenoBanusam (IIOUA, DA,
UXA).

IIpn cpaBHEHHHM pE3yNIBTATOB HCCIIEAOBAHUS, I10-
nyueHHbIX MetoaoM IIOUA na Tlx-ananusarope, u
MeTonoM "X, orTrCaHHBIM BBIIIIE, 0KA3aJ10Ch, UTO B KOJIH-
YEeCTBEHHOM BBIPa)KEHHUH pe3ynbTaThl | X nccienoBanms
cocrasisitor 40-60% ot pesynbrato [IOUA (Tab. 2).
OTOT (haKT COOTBETCTBYET JAHHBIM JIPYTHX UCCIIEA0BA-
tenet (Critical Issues..., 1988; Wells, Barnhill, 1989)
1 OOBSICHACTCS TEM, YTO MIMMYHOXUMHUYECKHE METObI
(B8 Tom gucne [IOUA) m3mepsror cymmy TT'K-merabo-
JIUTOB, AJIS1 ATUX METOJOB XapaKTEPHO TMEPEKPECTHOE
pearupoBaHue ¢ APYrUMH KaHHAOMHOUIaMH, B OTJIHYHE
ot mMetonoB I'X, ' X/MC, kotopsie crieniuuIHo orpe-
JISTISIFOT HETIOCPECTBEHHO OJIHO COCANHEHNUE, B TAHHOM
cydae TTK-COOH.

Hano oTMeTHTb, 4TO IPH BOSHUKHOBEHHH PACXOXK/IC-
HUH pe3yIbTaToB MEX/Ty AByMS METOIaMH, HEOOXOIUMO,
T0 HallleMy MHEHHIO, IPOBOAUTH KoMiutekcHoe [ X/MC
uccnenoBanne TI'K 1 ero MerabonmToB, 4TO SIBISIETCS
MEPCHEKTUBHBIM HAarNpaBlICHUEM JUIs J1a00paTOpHOM
CITy>KOBI B 3TOH 00JIacTH.

BriBob!

1. Usyuenslycnosus uzonuposanus TTK-COOH
TIPH KCIIOJIB30BAaHUH PA3HBIX KOJIMYECTB IH/IPOIU3YIOIIE-
TO areHTa, pa3HbIX OYUCTOK B XOE KHIKO-KHUIKOCTHON
SKCTPAKIUH, YCTAaHOBIEHBI HanOoJee ONTHMAJbHBIE
ycnoBust mpodomnoaroToBku st I'X uccinenoBaHus.

2.  Paspaboranbl ycinoBus razo-xpomarorpadu-
yeckoro onpezaenenust TTK-COOH ¢ ucnonszoBannem
ra3oBOro xpomarorpaga ¢ IiaMeHHO-HOW3aIHOHHBIM
JIETEKTOPOM Ha KanWLIIpHON KonoHke HP-5.

3. Tlpemmoxenameronukal X uccnemnoanms TTK-
COOH ny1s1 IUPOKOTO MCHONIB30BAHMS B 1A00PAaTOPHOM
npaxkTuke (0COOEHHO ITPU HEBO3MOXKHOCTH UCIIOIB30BaTh
I'X/MC ananus).
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Tabnuya 2. Cpasnenue pe3yibmamos ucciedo8anisl peaivHvlx npoob, cooepicawux KaHnabunouosl, memooamu I1DOHA

ulX.
e Pesynbrar | Pesynbrar Ne Pesynbrar | Pesynbrar
. 023},1 [NOUA rx . O%})I [NOUA rx
P HI/MII HI/MII P HI/MII HI/MJI
1 47 20 11 49 23
2 95 43 12 82 58
3 69 32 13 66 33
4 63 34 14 99 64
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9 78 50 19 72 26
10 78 44 20 97 48
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