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AHAJIUTUYECKHUE IPO®UTH
BETA-KETOAM®ETAMHWHOB.
I. XPOMATO-MACC-CIEKTPOMETPUYECKASI
NJIEHTUOUKALMS

UM. Quyes, O.B. Bracosa, U.X. Puzeanos, H A. Duyesa,
I''K. Byonukos, B.B. ['naovipes, O.A. Cmenywenxo

AHHOTAIMS

C UCMOJIb30BaHMEM METOJIOB T'a30BOM XPOMATO-MACC-CIIEKTPOMETPUH C SICKTPOHHOU
WMOHHU3AIUCH U MACC-CIIEKTPOMETPHH C XMMUYCCKON MOHM3ALUEH, a TAKXKEe PEaKIUu JIeprUBa-
TU3ALUU C TPUPTOPYKCYCHBIM AHTHIPUIOM IIPOBEJCHA CTPYKTYpHAasi MACHTU(DUKALUS Psiaa
[-xapOOHMII(EHETHITAMIHOB — TIOTEHIMAIBHBIX TICHXOAKTUBHBIX BEIIECTB «OeTa-KeTo-I3aiiHa
B 00BEKTaX KPUMUHATHCTHYECKON IKCIIEPTU3BI.

KaoueBble ciioBa: 6€Ta—K€T03M(1)€TaMI/IHBI, HApPKOTUKU, XPOMATO-MACC-CIICKTPOMETPHUA.

BBenenue

B Hacrosmee Bpems akTyaqbHOH NPOOJIEMOH, CTOSIIEH mepel 3KCIepTHO-KpH-
MUHAJIHCTHUECKIMU TOAPa3ACICHUSIMH, CYIACOHO-IKCIIEPTHBIME YUPEKIACHUSIMU |
XUMHUKO-TOKCUKOJIOTHUCCKUMH IICHTPAMHU SBISCTCS HAIE)KHAS U IOCTOBEPHAS HJICH-
TUduUKams B-kapOOHUI(PEHETUIIAMUHOB, TIONyYHBIIMX Ha3BaHHE OeTa-KeToamdera-
MUHOB [1] — pa3nmU9IHBIX (YHKIIMOHAIM3UPOBAHHBIX COSAMHECHUI KaTHHOHA [2], B TOM
YKCIIe ¥ METUJICHANOKCH3aMEIIIEHHBIX TOMOJIOTOB [3, 4], SBISIOIUXCS HEKOHTPOJIHU-
pyeMoii anbTepHaTUBOW HapKOTHKaM aM(eTaMHHOBOTO psaa. JlaHHBIE [0 aHAIUTH-
YeCcKUM MpoPmsiM Oera-keToaM()eTaMHHOB M MX JCPUBATOB B KOMMEPUYECKH JIOC-
TYIHBIX BJICKTPOHHBIX OMOIMOTEKAX MAacC-CIIEKTPOB OTCYTCTBYIOT, YTO OCIIOMKHSET MX
CyIneOHO-XUMHUYECKHI CKpUHHHT. 3BeCTHO, UTO B-KapOoHMI(EHETHIAMUHEL 10 Ha-
CTOSIIIIETO BPEMEHU HE MPOILTH KIMHHYSCKUX MCIBITAHUN U HE HAIIUTA TeparieBTHYe-
CKOTO TMpHMeHeHHs. VX TMpUMeHeHHe MOXKET MPUBECTH K TSKETOH WHTOKCHKAIIWH,
KOTOpas BBI3BIBAET KOMY M JICTANbHBIN UCcX0A [5—7] U, TakuM 00pa3oM, IpeICTaBIsET
OTACHOCTbD JJIS )KU3HH U 37I0POBBSI YEIIOBEKA.

[enb HACTOSIIIETO UCCICIOBAHUS COCTOSIA B pa3paboTke 3h(DEKTUBHBIX U HAMICHK-
HBIX COCO00B HAeHTH(UKAIMK psifa B-kapOoHMI(PEHETHIIAMUHOB € UCIIONB30BaHUEM
METOJIOB Ta30BOi xpomaTo-Macc-criekrpomerpur (I'X-MC) u Macc-cieKTpoMeTpru
(MC). O0BeKkTaMu UCCIIEIOBAHUS SBISUTHCH CIEMYIOIINE COSIMHCHHS: 4-METUIIMETKATH-
HOH (I), 3-¢pTopmerkaTunon (II), metunon (6k-MJIMA, I1I), 6ytunon (6k-MB/IB, IV),
3, 4-metunenauokcunupoasiepor (MAIIB, V).
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1. OkcnepuMeHTAJIbHASL YACTh

Ammapatypa. Uccnenoanus meronom I'X-MC npoBoamin Ha Xpomaro-macc-
cnekrpoMeTpax «AutoSystem GC — TurboMass Mass Spectrometer» («Perkin-Elmer»,
CIIIA), «6890 Network GC System — 5973N Network Mass Selective Detector»
(«Agilent Technologies», CIIIA), «Finnigan Focus GC — DSQ II MS» («Thermo
Electron Corp.», CILIA), ocHaIIeHHBIX KBapIIEBBIMU KATMIUIIPHBIME KOJIOHKAMH THIIA
«Elite Series PE-5 MS» (5%-nb1ii audeHunmnonucunokcan, 95%-Hplil JUMETHIIIONH-
cunokcas, [ =30 m, d = 0.25 mm, TonmuHa wieHku ¢assl 0.25 MkM). Y CIIoBUS Ta30-
XpoMaTorpapuuecKoro paszieneHus: 00beM BBOAMMOW MpoObl — | MKII, HavanbHas
TeMmIeparypa TepMoctaTa KoysoHku — 75 °C (BblOepiKKa 2 MUH), CKOPOCTh MOJIbEMa
Temrepatypsl KooHkH — 10 °C/MUH, KOHEUHas TeMIlepaTrypa TepMocTaTa KOJOHKH —
280 °C, Temneparypa umkekropa — 250 °C, Temrieparypa untepdetiica — 290 °C, pe-
JKUM BBOJa mpoOwl ¢ jaencHueM motoka (40 : 1), raz-Hocurens — renuii (99.995%),
MOTOK Ta3a-HocUTelNs Yepe3 KOJMOHKY — 0.7—1.0 mu/mMuH. Macc-CelieKTUBHBIC JETEK-
Tophl padoTtanu B pexume DU (70 3B), perucrpamnuio xpoMaTorpamm MpOBOAWIH 11O
MOJHOMY HOHHOMY TOKY, B tuamazone m/z ot 30 go 500 a.e.m.

Macc-cnexktpsl XM OBITH 3aperHCTpUpPOBAaHBI Ha Macc-criekTpomerpe «DFSy
(«Thermo Fisher Scientificy», CILIA) ¢ cuctemoit mpsMoro BBoja, ra3-peareHT — H30-
6yTaH, JaBlICHHE B UCTOUHMKE HOHOB 8-10 ! MTopp, CkaHHpOBaHME B IUATIA30HE M/Z
ot 50 1o 500 a.e.m.

Pearentsnl. UcnonszoBamu TDA, MetaHOI, XITOPOPOPM MapKH «IUIT XpOMaTo-
rpapum» («Sigma-Aldrich Inc.», CILIA), 25%-HbIil pacTBOp aMMHaKa «4.11.a», Ouau-
CTHJUTIPOBAHHYIO Boay. B-kapOoHmIdpeneTnaMuubl I-V OBIIN HCCIIETOBAHEI B paM-
Kax MPOM3BOJCTBAa KPUMUHAIMCTUUECKUX IKCIIEPTHU3.

2. PesyabTaThl M X 00Cy:KaeHHE

HccaenoBanue metogom I'X-MC. [l ucciaegoBanus merogom I' X-MC roto-
BWJIM METaHOJbHBIE PACTBOPHI XHMHUYECKON (hOpMBI OCHOBaHMU coenuHeHH 1-V.
st aTOrO MccaexyeMble COeIMHEHUS TTOMENIAId B BUAJIbI, pacTBOpsiu B 0.5 M jguc-
TWUIMPOBAaHHOM Bozpl, nobasisinu 200 Mk 25%-Horo pactBopa aMmmuaka (1o pH 9—
10), nepemermBany, npubasmsuid 0.5 M xjiopodopMa ¥ MPOBOAUIN SKCTPAKIIMIO
JICUCTBYIOIIEr0 Havyajia B OpraHUYECKUM pacTBOpUTENb B TeueHue 2—3 muH. [locne
OTCTauBaHUs W HEHTPU(PYTHPOBAHUS XJIOPOGOPMHBINA CIOH OTOMpPATH MHUKPOIIIIPH-
[eM U TEePEHOCHIIN B CyXyio Buanmy. Omepainio 3KCTPaKIMHU TOBTOPSUIA TPUKIEI,
MOCTIe Yero Ha pOTAllMOHHOM HCIIapHUTese OTTOHUIN PACTBOPUTEND MIPH TEMIIEpaType
HE BBIIIE TEMITEPATyphl €r0 KUTICHHUS, a MOyYeHHbIE MAcITHUCThIE IUICHKH COe/INHE-
uuit I-V pactBopsun B MeTanone. MccnenoBanue coequaenuit I-V meromgom ['X-MC
¢ anekTponHoi monm3arueit (M) (70 3B) mo3BonmI0 MOMYyYNUTh YIO0OHBIE IJIS TI0-
CJICAYIOIIEH MaCcC-CIEKTPOMETPHIECCKON HICHTU(PHUKAIUE CUMMETPUYHBIC ITUKHU [3-Kap-
oonmngenermnamunos I-V (puc. 1).

IIpoBeneHHBIH MacC-CIEKTPOMETPUUYECKUI aHalu3 MUKOB KOMIIOHEHTOB, 3ape-
TUCTPUPOBAHHBIX HAa XPOMATOTpaMMe, MOKa3all UX COBIAJCHUE [0 OCHOBHBIM MOHAM
MacC-CIEKTPOB M OTHOCHTEIHFHON HMHTCHCHBHOCTU JETECKTUPYEMBIX HOHOB C Macc-
CIIEKTpaMH 3-PTOPHU30METKATHHOHA, 00pa3yIoIIerocs B Mpollecce CHHTe3a 3-propMerT-
KaTWHOHA, COOCTBEHHO 3-(dTOopMeTKaTWHOHA (pHC. 2, a, 6), 4-METHUIMETKATHHOHA,
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Puc. 1. I[Ipoduie 0011€T0 HOHHOTO TOKA METAHOJBHOTO PAcTBOpPa MOJEIBLHOW cMecH [B-Kap-
oonmnpeneruwiamutos I-V

ox-M/IMA, 6x-MbJIb u M/IIIB (puc. 3, a—), mpuBeneHusMA padortax [1-3, 58],
KOTOPBIC HA CETONHSIIHHUNA JCHb OTCYTCTBYIOT B KOMMEPUYECKH JOCTYITHBIX OHMOIHO-
TEKaX Macc-CIEKTPOB, UCIIOIb3yEMBIX B IKCIIEPTHON ITPAKTHUKE.

B macc-cniexTpax AeTEKTUPYEMBIX COCIMHEHHN WMEIOTCS WHTEHCHBHBIE IHKH
OCHOBHBIX HOHOB ¢ m/z 58 (coenuuenus I-11I) u m/z 72 (coenunenue 1V), BeI3BaH-
HbIe 00pa30BaHMEM HUMMOHHUYM-HOHOB, BCJICJCTBHE O0KHMIACMOI0 pa3pbiBa [-CBSA3U
C—C 1m0 OTHOIIEHHIO K apOMAaTHYeCKOMY IMKIY NP WOHM3anHuW. B Macc-crekTpax
coequHennii I-111 HaOmOMAIOTCS OTPBIBBI METHIILHOTO, & B MacC-CIEKTPEe COCIIHE-
Hus IV — 3THIBHOTO pajvKaioB, MPUBOMSIINE K 00PAa30BaHUIO MTHUKA METHI()ECHMII-
(m/z 119) B macc-criektpe coenuuenus I, mika dropdennn- (m/z 123) B Macc-criekTpe
coequHenns lI, mukoB MermneHanokcudeHWT-noHOB (m/z 149) B Macc-criekTpax
coequhenui III u IV.

Jnisg oATBepKIEHUSI CTPOEHUSI MCCIETyeMbBIX COCOMHEHUN MPOBOIMIN HX JIe-
puBaTH3aMIO TpUPTOPYKCycHBbIM aHaruapuaoM (TDA) ¢ nmocnenyromeii perucrpa-
1ueit Macc-crekTpoB DU COOTBETCTBYIONIMX TPUDTOPALCTUIBHBIX MPOU3BOIHBIX.
ITonyuennsie Macc-cieKTpbl TOA-NPOU3BOAHBIX C YYETOM MPOBEICHHON JAepUBaTH-
3aIlUH MTO3BOIISIOT MIPOBECTH CTPYKTYPHYIO HICHTH(PHUKAINIO B-KapOoHMI-(heHeTHa-
MUHOB. Macc-cniektpsl TOA-pou3BoaHBIX 3-PTOpMETKaTHHOHA U €ro u3oMepa
(puc. 4, a, 6) MOIy4eHBI BIIEPBBIC, & MACC-CIIEKTPHI 4-METHIMETKaTHHOHA, O0K-M/IMA
u 0k-MBJIb, npencraBneHHbie Ha puc. 4, 6—0, COBIAAAIOT C TAKOBBEIMH, MPUBEICH-
HBIMH B pabore [§].

Bcenencteue Toro, uto B Macc-criekrpax DU B-xapOonmindenermnamMmuaoB [-V
TIUKH MOJEKYISPHBIX HOHOB [M]™ 06/1a1a10T Kpaiine HU3KOi HHTEHCHBHOCTBIO, 4TO B
EJIOM THITMYHO TSI (PeHETUIIAMUHOB, OJJTHAKO HEJOCTATOYHO IS UX HAICKHOU UJICH-
TAdUKaIIH, OBLIN TOMYYSHBI MACC-CIIEKTPHI XUMIUYIecKoi nonm3aruu (XN) ¢ nerek-
TUPOBAHKEM MOJIEKYISPHBIX IPOTOHUPOBAHHLIX HOHOB [M + H]" (puc. 5, a—0).
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[IpuBenennbIe Ha pHC. 5, a—0 Macc-CIIEKTPhl XV COOTBETCTBYIOT THITHIHBIM aJI-
aykram [M + H]" mMonekynspHbIx HoHoB ¢ m/z 177 (1), 181 (1I), 207 (III), 221 (IV)
275 (V). Bmecte ¢ Tem aisi BCeX UCCIECIOBAHHBIX [-KapOOHMI(PEHETHIAMHHOB Xa-
paKTepHa NeperpyniupoBKa ¢ y4acTUEM IPOTOHHPOBAHHOI'O aToOMa KUCIOPOAa Kap-
OOHWMJIBHOI TpyMITEI, TPOSABIAIOMIAsCS B Macc-criekTpax XU moHOM, 0O6pa3oBaHHBIM
B pesylbTaTe OTphIBA OT anmykra [M + H]™ wactuusl ¢ m/z 18 (mo-BumuMomy, Heii-
TpansHOU MoJeKybl Hy)O).

Takum o0pa3oMm, ISl YCTaHOBICHHS CTPYKTYpPbI P-KapOOHHI(EHETHIaMHHOB
CIIeyeT MCIIOJIb30BaTh MX Macc-creKTpsl DM B coueTannu ¢ Macc-criektpamu OU
TOA-npon3BOAHBIX WM Macc-cnekTpamu XU, KOTOpble MO3BOJISIIOT MPOBOJUTE UX
HaeXHYI0 HAaeHTUHKauuio. [IpennoxxeHHble cnocoObl uaeHTUGHUKAIUU [-KapOo-
HII-QEHETHJIAMUHOB B HACTOSIIEE BPEMsl HCIOJIB3YIOTCS MPU MPOBEICHUN KPHUMU-
HAJIUCTUYECKUX AKCIEPTU3 MAaTEPUAJIOB, BEIIECTB U M3JEJIUH B HKCIEPTHO-KPHUMU-
HAIMCTUYECKUX monapazaencHusx MBJl u ®enepanbHoii CiykObl HaApKOKOHTPOJIS
no Pecrry6nuke Tarapcras.

Summary

ILM. Fitsev, O.V. Viasova, 1.Kh. Rizvanov, N.A. Fitseva, G.K. Budnikov, V.V. Gladyrev,
O.A. Stepuschenko. Analytical Profiles of the Beta-keto Amphetamines. I. Identification
by Gas Chromatography — Mass Spectrometry.

The gas chromatography — mass spectrometry with electronic ionization and the mass
spectrometry with chemical ionization, as well as the derivatization reaction with trifluoro-
acetic anhydride were applied for structural identification of some B-carbonyl-phenethylami-
nes, the potential psychoactive “beta-keto designer drugs”, in objects of forensic examination.

Key words: beta-keto amphetamines, drugs, gas chromatography — mass spectrometry.
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