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Mzyuersl MAaCC-CIEKTPHL, IONYUCHARE METOMOM MACC-CHEKTPOMETPHH BTOPHUHBIX HOHOB,
npocrariaasanEos B, I, I, 1 rpomBorcana By, [Tokasamo, ITo AAHHEIL METON IPHATONEH JUIS
OpAMOH MESHTHOMKALMM STHX COGNUHEHMI Kak B BHJIE CBODOKHBRIX KMCJIOT, TAK U B BIAC
HX HATPHEBHEIX CoJjeil, [N MOCHefBUX M3 JAHHLIX MACC-CHEKTPOB MOKeT OHITh MOXYUeHA
HHEPOPMALMSA 0 MOJIEKYJIAPHLIX MACCAX, & U3 CIHEKTPOB HATHBHBIX KUCIOT — O CTPYKTYPHBIX
0CO0eHHOCTAX MOJNeKyH . Ilpemen pereKTHPOBAHNA TpH paborTe B PeKNME BTOPHIHO-HOHHOI
MaCC-CHEeKTPOMETPHI COCTABIAET ~1 MKP, UTO HO3BOJAET AHANH3UPOBATH PACTBOPBL 11PO-
CTAaTNABAAOE ¢ KOHIEHTPAUMel 1 MKT/MRI, NpuMensemsie TpH GapMaAROIOTHICCKUX LiC~
OHITAHHAX,

Nnentndukanmio M KOXUYECTBEHHOE ONpemeeHdne TPOCTArIAHIMHOB H WX
OCHOBHBIX MeTafoJATOB B PA3JHUUHLIX NPHUPONHEIX 00BEKTAX OPOBOLAT B HAC-
TOAMIEE BPeMs MPEUMYIIECTBEHHO METOZOM  XPOMATOMAacC-CHeKTPOMETPUH
(XMC) [1]. C s7oif LeTBI APUMEHSIOT CTOCOD PErMCTPAIHN OTPHUIATENBHELX
HOHOB, WOJYIEHNBIX. XPMIYECKo#H wonnsanmen [2], n obpannii sapuanr XMC
¢ HCTOJAL30BAHMEM JCTY9NX OPouaBOmHLIN (3], HIA MPUTOTOBIEHMS KOTOPHIX
HEOOXOMMMO HPOBECTH COOTBETCTBYIOIUMC XHMUYECCKHME HPCBPAEHUT. ITo
CBSIBAHO CO BHATUTEJLHBIMMI OOTePAMA AHAMUBHPYEMHX BemecTB. [lonroMy
GOJBIIONE HATEPEC MPEACTABIAIOT METOMBl IPAMOT0 MACC-CIIEKTPOMETPUIECKOLO:
aFalf3a TPOCTATJAHINHOB 0e3 MX UPeNBapUTeILHEIX NPeBPAITeHIi.

Cpenu TakwX METONOB B IIOCACAHEE BPEMA IPHU AHAJM3E MAJONCTYIAX I
TEPMHIECKU HECTAOWMILHLIX BEIECTB WIHPOKYIO IONYIAPHOGT: HpuoOpesn
Macc-CIeKTPOMeTPHEA ¢ MOoHW3auedl yekopennslMu atoMamu (Fast atom bom-
bardment — FAB) u BropuvHo-moHHAas Macc-crekrTpomerpus (Secondary ion-
mass spectrometry — SIMS). B ofoux merogax amamusupyeMsi#t ofpaseu,
PACTBOPEHHBIA B THHIEPWHE I UTOMOMEHHHN Ha CHenHaJbHBEE mep:raTelsb-
MUITEHB, GOMBAPAHPYIOT IIYIKOM TACTUIL C KHHETHIECKOUW aHeprunedt 6 —8 w13,
npudem npu uenorkiosarnn FADB GomGapmupyromuii mygok cOCTOMT M3 HeilT-
PANBHEIX aroMoB, Takux, Kax Ar, Xe man Kr, a n crywae SIMS — w3 noHoB
Art, Xet man Kr* [4, 5].

ITo cpaBHeHHIO ¢ APYTHMH MeTONAMH (MATKOWY MOHU3AIMH (XMMHIECKAH H
moxesasd, a Tarske moJaesas gecopOmus) Meroasr FAB u SIMS ofmrapaior psi-
moM wpeuMymects: 1) BemecTna aHAIU3UPYIOT 03 TPEXBAPUTCALHON XuMuye-
cKofl MommdmKamuu NP KOMHATHOR Tenumeparype; 2) B MacC-CIeKTPax, Kak
OpaBHiIo, OOHAPY/RHBAIOTCA WHTCHCHBHBIE TMAKH KBAa3SWUMOICKYJAPHBIX, a B
PAKE CIYYALB B OCKOTOUHLIX MOHOB; 3) METOIbI HPUTOMHE AJA aHANHE3A BLICO-
KOMOJIEKYISAPULIX M MOJAPHBIX coeuHenuii: 4) oGa meroga 06gamgaorT BLHICO-
KO¥ YYBCTBUTEIBHOCTHI) M XOPOWEH BOCIHPOM3BOJUMOCTHI0 CIEKTPOB.

B wacrosmee spems 9TH METOAH IMHPOKO TPHAMEHAIOT JJA OIPefedeHist
MOJERYAAPHBIX MACC U OTHENBHEIX DAEMCHTOB CTPYKTYPH Pa3INMUHEIX KIACCOB
OMOTOTMYECKN AaKTHBHEIX COEIUHEHNI, B IIEPBYIO 0UEPEONEL, METTHIOB U OeIKOB
[6, 71, crmomnmnix amtubuotukos (8], rauxo- v docomumumor [9—11], cynn-
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dbatos u KompoOTaTOB creponmon (12, 13] u mp., HO mO CMX mOD He UCHOTB3O-
BaIMCh B 0GJACTH TWPOCTATIABIMHOB.

[IpeaseToM HACTOAIIETO COOOUICHWA HBIAETCH IH3YYEHHE MACC-CHEOKTPOR,
MOTYIeHHR X MeToponm SIMS, mas mpocrarmukimda, IpPOCTarJaHIHHOB cepuil
E u F u rpomborcana B, ¢ 1meapio BEISICHEHNH BOSMOMRHOCTH MCHOJB30BAHUL
DAHHOTO METOHA [Js UPSIMOTO aHANM3A NPOCTAHOHUMOB B PABNNIHBIX IPUPOA-
HEX 00BEKTAX W JMeKAPCTBEHHEIX IIperapaTrax.

B rabx. 1 npepcraBaeHnl OCHOBHEE XapaKTePUCTHRH Mmacc-cnextpos SIMS.
ppocrarmrauaa (PGI,, I), 6-rero-upocrarmanpuna F, (6-kero-PGF,, II),
npocrardaupuna [ (PGF,, ITT), opocrarnaupmaa Fu, (PGFy, IV), opocr-
araanguia E; (PGE,, V), npocrarnaugnua E,(PGE,, VI) u rpomborcana B,
(TXB,, VID).
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Hax sumwo us rada. 1, mace-cnexrpsl coepyuenmit (I)—(VII) se comepmar
THKOB MOJEKYXAPHHX TNporoRmposBawuex wuodos [M + HI*, a mauboaee
UHTEHCUBHBIMEI B cmerrpe asiawores wousl [M—H,O0-+HI* wnn [M + Nalt.
Wonpr [M + Nal® mabmopanmcn B coydae PGI, u TXB,, rax xax sta coenu-
HeHEA AHANMSAPOBAJH B BUJC PACcTBOPOB KX HATPHEBBHIX coJcd. B cmexrpax
TAKKe MPUCYTCTBYET PAI PParMeHTHBIX MOHOB, 00PA3YIONIMXCA B Pe3ylnbTare
TOCHEIOBATENBLHOT0 IAUMAHUDOBAHUA MONEKYJ BOgel w3 wona [M — H,O -+
-- HI*.

Orn@gurensias ocoBeHHOCTh Mact-CueKTpoB J-wero-mpocrarnasnunos (V,
VI) sawmowaercas B Haygwaum uHTeHCUBHBIX HOHOB [(M—H,0-4H)—71]".
Jnmmumruposanue pagukamra C My (71 a.e.nm.) va pasnmasmx cragmax Macc-
CTEKTPOMCTPHYECKOT  (PparMeRTalud — Haubolee XapaxkTepHHN RYTL pac-
majga NPOU3BORHBIX NPOCTATIARBAHHOB (MeTHHNOBEX 3dmupos, TMC-nponasoj-
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Tabauwya 2

OcHOBHBIE XapaKTEPHCTHYECKNE WOHBI B Macc-cnerrpax SIMS, monyuernsix
¢ noGasrennem NaHCO; k raugepudoBem pactsopam coemuuennii (1) — (VII)

m/z (OTHOCUTENHLHAS HHTEHCUBHOCTE, %)
Tun noua PGI roro- e PGE PGE PGE TXB,
(I)2 P%ﬁ%“ (1[11)a (1\270)‘ (V)I (VI)Z (VII)Z
[A1+Na]+ 375 (50) (393 (36) [379 (96) |377 (28) |377 (24) |375 (24) |393 (68)
[M+Na-H,0]+ — 375 (25) — — 359 (12) [357 (4) 375 (12)
[M+2Na—-H]+ 397 (100) |415 (100) [401 (100) {399 (40) [399 (100) |397 (100) |415 ('100)
[M+3Na—-2H]+ 419 (15) (437 (10) 423 (D) - - -
[2M+2Na~T]+ — 785 (1) 757 (1,9) - — — 785 (1 6)
[2M+3Na—2H]+ |771 (2) 807 (2,5) 779 (3,5) - 775 (4,5) 1771 (8,9) 1807 (38)

HBIX W Ip.) upH saextporHoM yaape. OpHaro, kKak 6n10 nokasano panee [14],
B Macc-cuexTpe mMeruaororo sdupa PGE, 6rau obHapy:kems gBa pasiuaHbIx
mo crpoermio woma |[M—H,0—-7t1": [M-H,0—-CH,,I" u [M—H,0 -
C;H,0,]%, mpudem ofpasosamue 7To# WiAM WHON CTPYKTYPDLL OIPejeseTcs
moioenuem C—=C-cyssm B woHe-tipemmecrsenure |[M—H,0"

O6pasosanume Gz =Cqg-cBasu B nome [M—H,0]* sarpyguser orpss
HeHTHIHHOTO PafiKala, B Pe3yabTare Yero IPOMCXOMHT PACIISIINeHe THKI0-
LEeHTAHOHOBOTO KoNblia u simMuAnNposande ¢parmenta CyH,0,.

Hamaaue wowos [(M-—H,0-+H)—71]* ronpko B wmacc-cnexrpax SIMS
npocrarmauguaoe PGHE, 1 PGE,, MOJeKyJ B KOTOPHIX COAEP/KAT IHKJIOIEH-
TAHOBOE KOJDLIIO, MO3BOJIACT IMPEIONOKUTE, YTO 00Pa30oBaHLe paccMarpuBae-
MOTO MOHA O0YCAOBICHO 3IUMUAHMpoBaNueM Pparmenra 371oro Koubia CaH L0,
u3 woHa-npenuiectsennuka [M—H,0-+HI*. Anamornunyw ¢parmedramuio c
obpasoparnem moua [(M—HF4H) — 711" mer HaGmopann taxske B Macc-
cuerrpe SIMS 15-grop-15-nesorcunpocrarnanguna K, (cmextp He mpusenen).

Orcyroreue mowos tuma [(M—H,0-+FH)—71]" B macc-cmexrpax SIMS
oas PGF,, PGFy, u 6-rero-PGFiy, mo-supuMomy, ¢BsI3aHO ¢ TeM, 410 B
YCIOBUAX BTOPUYHO-MOHHON MACC-CHEKTPOMETPHN IPOIEece OTIICUICHMs pa-
murana C;H,,” BooGme He mporeraer.

Hobarrenue NaHCO,; X rannepuHoBOMY DACTBOPY CBOGOZHBIX KICJIOT
(I1)—(IV) cymecrBenno Meusier mapaMerpsl Macc-crexrpos SIMS: » mmx
TOABISIOTCST UHTEHCHBHLIEC TUKH TIOJOMUTENBHBIX MOTEKYIAPHBIX MOHOB THIA
[M~+Nal*, [M 4+ 2Na—HIJ* n [M -+ 3Na — 2H]*, nocaegyromas ¢parmen-
TAHA KOTOPHX BEpayieHa oueHn cxabo (radu. 2). MurencmsHocTh HAGIIONAR-
MOTO B OTHEALUEIX cayuasx rmka moma [AM -+ Na — H,0l" we mpesmmrana
25% or manGosee murencupHOTo mmKa uoHa (M + 2Na — HI*

Hpome rtoro, cmexrpsr sropumumsix sonos coequenui (1)—(VII) xapaxre-
DPHBYIOTCA HANMIMEM Psyjla KaacTepHbX moron tina [2M -+ HI*, [2(M—H,0) +
+ HIf, [2M + 2Na—H]", [2M -+ 3Na—2HI" u zxp., m/z xoroprx mpuse-
geusl B raGn. 1 u 2. Hax mpasnio, WATEHCHBHOCTH TIMKOB 9THX WOHOB HEBEJM-
KU ¥ cocTaBistior 1 —2 % 0T MHTeHCHBIOCTEH IHROB KBABHMOJIERY IS PHEX HOHOB.

[Toryuennrie peayaprarhl nokazanu, 910 merTox SIMS mpuromes mas upsi-
MOM MJCHTHQUKALUE HPOCTAIIAHAMHOB U TpoMOoKcana B, wax B Buge cpo-
DOMHEX KHCJOT, TaK ¥ B BHAE HX HATPMCBHIX CONEH B BOFHLIX WM COUPTOBLIX
pactsopax. Ilpu srom mame:msHag MHGOPMAIMI 0 MOJERYIAPHLIX MAcCax UC-
CAEMOBAHHEIX COCHMMHCHMI MOKET OLITH ITOJIYYeHa H3 PACCMOTPEHHA CIIEKTPOB
HaTPUCBHIX COJeH Mo sHadenmAM m/z WHTeHCHBHBIX wonop tuma [M -+ Nal*
u [M - 2Na—H]". B 1o sxe BpeMs CTPYRTYPHLIE 0COOEHHOCTH BEIECTE 60Jee
ABHO TPOABIAIOTCS B MACC-CIEKTpPax cBOOOAHEX kucior. Tax, B mociegHeM
CIydae yAaeTCHs YeTKO PA3INYUTh UPOCTArTanauHel Tuna B u npocrarranguHer
tuna ¥ opu Hanmuuuy OfMHAKOBOR MOJNEKYMAPHON MACCH.

YyBCTBUTENLHOCTE PACCMOTPEHHOTO METO[A TIO3BOJNSET AHAIMBUPOBATH
HEIIOCPeICTBEHIO PACTBOPH TPOCTArTAHAWHOB, UPHMEHseMble P (apMaKo-
JOTHUECKHEX HCOBITAHIAX, YTO JACT BO3MOYKHOCTH KOHTPOJHPOBATE YHCTOTY
sTHX mperaparos. Hampuwep, macc-cuextp PGl, (1) Gnur mosyuen ms 2 MK
CIHPTOBOIO PACTBOPA HATPUEBOW COMH ¢ KOHmeHTpammed 1 Mur/MKi.
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ITpocravaangmusr PGV, 6-wero-PGF,, 11 TXB, mpegocrapmers: dupmoi Upjohn
(CITA), a npocrarmampguast By, By u ¥, — Hueraryrom xinmu AL 9CCP. Macc-creRrpsr
SIMS cusror ma macc-cmexrpomerpe M80-A (Hitachi, fmomus), cma®iKemHOM HORHBIM HC-
TOUHMKOM, PAdOTAIOMUM B PCKAMAX MaCC-CIEKTPOMETDHH HJIEKTPONHOr0 yAapa W BTOPHY-
HeIX WOHOB (STMS) 11 KoMUBIOTCPHOM crcremoii o0padorru naununx M-003, B wauecrre 6oa-
fapaupyIONero yYKa IepRUYHBIX HOHOB IpmMeHann Xet ¢ smeprueil 8 xaB, Temmeparypa
MOHHBALOHHEOH KaMepsl 30° C, ycropsaomee Hanpsmreuye 3 KB, quama30os MacCOBEIX YHCCI
or 1 go 1500 a. e. M. HanuBpoBKy MacCOOTMETIUKA HPOBOJULIH, ICHONE3YA B KAUECTBE pe-
TICPHOrO permecTBa cmech ranmepura ¢ Ultra mark (PCR, Florida, CIIA) B pexmve SIMS.

Ofpasusl Jug amanmwsa TOTOBWINM HpubaBIenneM 1-—2 MKJI BOJXHOLO JNIM CIEPTOBOTO
PacTBOPA BeMIecTBa ¢ KOHmeHTpauei 1 mr/mu (miru cyec, cocToAmeil 13 1 MKJI pacTropa Be-
mecrsa 1 1 mxur pacrsopa NaHCO,; olugaxoBoil RormepTpanmm) K 1 MEN IIuUepuHa, Io-
MEIDAaeMOTo Ha CepebpARGIl [AeprKaTCHAb-MIUICHE.
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ANALYSIS OF PROSTAGLANDINS AND THROMBOXANE B, BY SECONDARY
JON MASS SPECTROMETRY

SADOVSKAYA V, I.,, RAKITIN L, Yu,, GOLOVANOVA N, K,*,
KOGTEVY L, §,* BEZUGLOV V, V. * BERGELSON 1., D **

All-Union Research Institute of Applied Molecular Biology and Genetics,
V. I. Lenin All-Unien Academy of Agricultural Sciences, Moscow;
* All-Union Cardiology Research Cenler, Academy of Medical Sciences
of the USSR, Moscow,; ** M. M. Shemyakin Instilute of Bioorganic Chemistry,
Academy of Sciences of the USSR, Moscow

Prostaglandins E, ¥, I, and thromboxane B, have been studied by secondary ion
mass spectrometry. It is shown that the method issuitable for direct identification of these
compounds either as free acids or as their sodiwm, salts. The spectra of the former reveal
their structural features, while with the latter information on the molecular weight can
be obtained. The limit of detection! (about 1 ug) allows the analysis of prostaglandin so-
lutions of 1 ug/pl concentrations used in pharmocological tests.

960



