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Po3pobneHo mpemapaTtuBHi MeTOnu CUHTE3Yy[3-MeTmi-2,6 miokco-7-(2-okco-2-
apwietnin)-2,3,6,7-rerpariapo- 1 H-mypun-8-in]merun)rioaneraruux kucior (VI,VII)
1 TIOXiTHAX HEONHUCaHOI paHime cucreMu — TiazemiHo[3,4-flmypun-2,4(3H,10H)-iony
(VIILIX), ctpykTtypy sikux migrBepskaeHo naHumu 1Y-, [IMP-cnekrpockomii Ta mac-
CIEKTPOMETPIi.

Pa3paboTanbl npenmapaTuBHbBIE METOIBI CHHTE3a [3-MeTHII-2,6-TH0KCO-7-(2-0KC0-2-
apwiaTIn)-2,3,6,7-terparuapo- 1 H-mypun-8-un]merun)tnoykcycusix kucnot (VI VII)
1 TIPOM3BOJHBIX HEOIHMCAHHOI paHee cucTeMbl — THasenuHo|3,4-f|mypun-2,4(3H,10H)-
muoHa (VIILIX), ctpykrypa koTopbix moarsepskaeHa gaHabMu VK-, [IMP-criekTpockormim
1 Macc-CHEKTPOMETPHHU.

Preparative methods of synthesis of [3-methyl-2,6-dioxo-7-(2-0x0-2-arylethyl)-2-
,3,6,7-tetrahydro-1H-purine-8-ylmethyl)thioacetic acids (VI,VII) and some undeclared
derivatives of thiazepino[3,4-f]purine-2,4(3H,10H)dione (VIII,IX) were developed. The
structures of all compounds were verified by IR-, 1H NMR-spectroscopy and mass-

spectrometry.

AKTyaJ'lI:.HHM 3a/laHMeM COBPEMEHHOU (apmanuu
SBIISIETCS pa3pabOTKa HOBBIX MAaJIOTOKCHYHBIX U
BBICOKO3(D(PEKTHBHBIX JIEKAPCTBEHHBIX MPENaparoB s
NPO(MIAKTHKN U JICUCHHs Pa3IHYHbIX 3a0ojeBaHuii. B
pAIy TPOU3BOMHBIX 2,6-THMOKCOMypPHHA CHHTE3UPOBAHO
6oJIBbIIIOE KOJIMYECTBO BEIIECTB, 00JIAAfONMX THIIOTECH-
3UBHOM, Iy pETHUYECKOH, HEHPONENTHUECKO, TPOTHBOBOC-
TTAJTUTETbHON, aHTHAPUTMUYECKOH, THITOIUITHIEMUYECKOH,
AQHTHUOKCUJAHTHON M JPYTMMHU BUAAMH aKTUBHOCTH [1-7].
[TomyueHne NpoU3BOAHBIX HEONUCAHHON paHEe CUCTEMBI
trazenuHo|3,4-fInypun-2,4(3H,10H)-anona npeacrasiser
HECOMHEHHBII HHTEpEC B IJIaHE CHHTE3a IMOTEHINAIBHBIX
OMOTIOTNYECKN AKTUBHBIX COCHHEHHH.

Llenb pa6otbi

Pazpabotka npenapaTuBHBIX METO/IOB CHHTE3a HEOIIHCAH-
HBIX paHee [3-MeTmi-2,6-TnoKco-7-(2-0KCo-2-apuiIdThiI)-
2,3,6,7-teTparuapo- | H-mypuH-8-1i|MEeTHI ) THOYKCYCHBIX
kucnot (VI,VII) u npon3BonHBEIX HEONHMCAHHOI paHee re-
TepOoLUKINYecKkor cuctemsl 1 -metmn-7-apun-(1H,6H)-[1,4]
tuazenuno|3,4-flnypun-2,4(3H,10H)-muona (VIILIX).

MaTtepuanbl U MeToAbI UCCEA0BaHUSA

OOBbEKTOM HCCIEIOBaHNUS ABISAETCS 8-(THIPOKCUMETHII)-
3-metun-3,7-gurunpo- 1 H-imypun-2,6-n1uon (I), Ha ocHoe
KOTOPOTO TOJIy4EHBI 8-(THAPOKCUMETHI)-3-MeTHI-7-(2-
okco-2-¢ennnatuin)-3,7-muruapo- 1 H-mypun-2,6-nuon(11)
n 7-[2-(4-6pomoennin)-2-0Kcoa T )-8-(THIPOKCUMETHIT )-
3-metun-3,7-gurunpo- 1 H-mypun-2,6-guon(I1). Peakiueit
nocyeanux 1L Il ¢ SOCI, nomy4ens! 8-(xmopoMeTwin)-3-MeThJI-
7-(2-okco-2-¢penmnatun)-3,7-quruapo- 1 H-nypus-2,6-11oxn
(IV) u 7-[2-(4-OpomodeHIIT)-2-0KCOITHI |-8-(XITOPOMETHIT)-
3-mertni-3,7-quruapo- 1 H-mypun-2,6-nuon (V, puc. 1).
Bzaumoneiicteue 1V, V ¢ THOmMKONIEBON KHCIOTON pea-
nmu3yeTcs o0pazoBaHueM [3-mMeTHII-2,6-THOKCO-7-(2-0Kco-

2-apundTtiin)-2,3,6,7-terpaguapo- 1 H-mypuH-8-wi1|MeTH)
THOYKCycHBIX KucinoT (VI,VII), nuxnu3anus KOTOPHIX B
YKCYCHOM aHTHJIIPUAE NPHUBOIMT K IOJIyYEHUIO IPOU3BOJ-
HBIX |-metmn-7-apun-(1H,6H)-[1,4]tuazenuno|3,4-f]
mypuH-2,4(3H,10H)-muona (VIII, IX, puc. 1). Ctpoenue
CHHTE3MPOBAaHHBIX COCIMHEHUH YCTAHOBIIEHO C TOMOIIBIO
9JIEMEHTHOIO aHAIM3a U (PU3MKO-XUMHYECKUX METOIOB:
HUK-, [IMP-criekTpoCKOIUHN U MacC-CIEKTPOMETPHUH.

UK-criextps! cHaATH Ha npubope Bruker-ALPHA. IIMP-
criekTpsbl 3anucanbl Ha mpudope GEMINI-200, pupma Varian
(pabouas wactora — 200 MI'n, pacteopurens — DMCO-d,,
BHyTpeHHHH cTanaapt — TMC). Macc-cIrieKTpsl CHSTHI Ha
npudope Varian 1200L ¢ npsiMbIM BBOZOM ITPOOBI B MOHHBIH
HCTOYHUK.

Yei10BHS CHEMKH CTaH/IapTHBIE: YCKOPSIIOLIee HallpsDKEHUE
3 kB, Tok amuccun karoga 1 MA, HOHU3MpYIOLIEE HaMps-
xenue 70 5B, aIeMEeHTHBIN aHaNIW3 MPOBEICH Ha prbdope
ELEMENTARVarioELcube.

8-(T'uopoxkcumemun)-3-memun-3, 7-oueuopo-1 H-nypun-
2,6-0uon(l) momyden no metoxy [8].

8-(T'uopoxkcumemun)-3-memun-7-(2-oxco-2-
¢denunsmun)-3,7-oueudpo-1H-nypun-2,6-ouon (1) u
7-[2-(4-0pompenun)-2-oxcosmun]-8-(cuopoxcumemun)-3-
Mmemun-3,7-0ueudpo-1H-nypun-2,6-ouon (111) momydeHsl
o merony [8].

8-(Xnopomemun)-3-memun-7-(2-oxco-2-apunsmun)-3,7-
oueuopo-1H-nypun-2,6-ouonsvt (IV, V, maon. 1).

Cwmecs 0,01 mons 8-(tuppokcumeTiin)-3-meTui-7-(2-0Kkco-
2-¢permwmaTn)-3,7-murunpo- 1 H-nypun-2,6-nguona (1) nin
7-[2-(4-0pomodenn)-2-0KcoIThII |-8-(TUAPOKCUMETHI )-
3-meruin-3,7-qurunpo-1 H-imypun-2,6-auona (I111) n 100 mn
SOCI, HarpeBaroT Ha CUJIMKOHOBOH OaHe IIpH TeMIepaType
85-90°C B Teuenue 6 uyacos. Otronsior SOCI, B Bakyy-
Me BOJOCTpyHHOTOo Hacoca. Cyxoi OCTaTOK MPOMBIBAIOT
JUITHIOBBIM ddupoM. Ha ananusz 1V, V kpucraumsyior u3
JIuokcaHa. JlaHHBIE AJIEMEHTHOTO aHajlu3a U BbIXoJa B %
MIpUBEJICHBI B mabnuye 1.
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Tabnuua 1
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HanpeHo, % BblumcneHo, % Bobixog
Ne X | Tnn., °C BpyTTo-thopmyna ’
c H N S PYTTO-hoPMY c H N S %
\% H | 255-257 54,10 3,93 16,82 C,H,,CIN,O, 54,14 3,94 16,84 97
\Y Br | 259-261 43,74 2,92 13,58 C,H,,BrCIN,O, 43,77 2,94 13,61 98
Vi H | 249-250 | 52,52 | 4,13 14,44 | 8,24 C,,H,N,0.S 52,57 4,15 14,43 8,26 62
Vi Br | 256-258 43,67 3,23 11,96 6,85 C,,H,;BrN,0S 43,69 3,24 11,99 6,86 60
VIl | H | 275277 | 58,85 | 4,30 | 17,15 | 9,80 C,H,.N,0,8 58,88 | 432 | 17,17 | 9,82 65
IX | Br| 289-290 | 47,39 | 3,21 13,81 7,90 C,;H,;BrN,O,S 47,42 3,23 13,82 7,91 64

[3-memun-2,6-0uokco-7-(2-okco-2-gpenunsmun)-2,3,6,7-
mempaeuopo-1H-nypun-8-un]memun) muoykcycuas
xucroma (VI), 7-[2-(4-6pomogpenun)-2-oxcosmun]-3-memun-
2,6-0uoxco-2,3,6,7-mempazudpo-1 H-nypun-8-unmemun)
muoykcycuas kucroma (VII, maén. 1).

Cwmecn 0,01 monb IV nmu V B Teuenne 1 yaca KUIATAT B
20 MJI MEPKANITOYKCYCHOM KUCITOTHL. DHIBTPYIOT B TOPSIUEM
BHJE, OXJIaxnaroT. Ouisrpar pazbasistor 100 Mt AuCTHII-
JMUpOBaHHOM Boabl. Ocanok oThuIBTpoBBIBaIOT. Ha aHamus
VI u VII kpuctaimmsyroT u3 sTanona (maon. 1).

1-Memun-7-penun-(1H,6H)-[1,4]muazenuno/3,4-f]
nypun-2,4(3H,10H)-0uon (VIII), 7-(4-6pomoghenun)-

2,4(3H,10H)-0uon (IX) (maén. 1).

Cwmech 0,01 moas VI wm VII, 1,5 r cBexeniaBieHHOTo
anerara HaTpus v 20 MJI YKCYCHOTO aHTHAPUIA KUTISITAT
2,5 yaca. OxJIaXIC€HHYI0 PEaKIIMOHHYIO CMECH BEUIMBAIOT B
200 MJ1 TUCTUITMPOBAHHOMN BOJIBI M IEPEMENIHBAIOT A0 MOJI-
HOTO TH/IPOJTU3a YKCYCHOTO aHruapuia. OcaTok oTGUIbTpo-
BbIBatOT. Ha ananu3 coequnenus VIII, IX kpucrannusyror
n3 BogHoro JIM®A (2:1). JlaHHBIE 3I€MEHTHOTO aHaIHU3a U
BbIXoza % mpuBeneHbl B mabauye 1.

7,8-Huzamewennvie-3-wemun-3, 7-oueuopo-1 H-nypun-
2,6-ouona (IV-VII). Ilpouseoonvie 1-memun-7-apun-
(1H,6H)-[1,4]muazenuno/3,4-f]-nypun-2,4(3H,10H)-ouona

l-memun-(1H,6H)-[1,4]-muazenuno/3,4-f]nypun- (VIII, IX).
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Puc. 1. Cxema cunresa 3-meTui-2,6-110kco-7-(2-okco-2-apuinatun)-2,3,6,7-rerparuapo- 1 H-mypuH-8-1ia|MeTHIT) THOYKCY CHBIX KUCTIOT
(VL, VII) n 1-metun-7-apun-(1H,6H)-[1,4]tnazenuno(3,4-f]mypun-2,4(3H,10H)-quona (VIII, IX).
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CuHme3 u ¢husuko-xumuyeckue ceolicmea rpou3eooHbix 1-memurn-7-apun-(1H,6H)-[1,4Jmua3enuHo[3,4-fInypuH-2,4(3H,10H)-0uoHa

Pe3ynbraTtbl U Mx o6eyxaeHne

B nnane cuntesa MNOTCHUOHUAJIbHBIX, 6I/IOJ'[OFI/I‘ICCKI/I
AKTUBHBIX COEJMHEHUH, W3yuyeHa peakuus [8] ommcan-
HBIX paHee 8-(TMIPOKCUMETHIN)-3-MeTHI-7-(2-0Kco-2-
apwiaTI)-3,7-nuruapo- 1 H-mmypun-2,6-guonos (ILIID) ¢
I/I36I)ITKOM XJIOPUCTOI0 THOHHWJIA, MPUBCAIIAsA K IMOJTy4e-
HUIO 8-(XJIO0pOMETHI)-3-MeTu-7-(2-0KCOPEHNIITHII)-
3,7-gurunpo-1H-nypun-2,6-nuona (IV, puc. 1) n
7-[2-(4-6pomodenni)-2-0kcorTua |-8-(xI0pomeTni)-3-
MeTui-3,7-auruapo- 1 H-mypun-2,6-auona (V, puc. 1).

YcraHOBIEHO, YTO B3auMojAcicTBUE coenuHenuit 1V, V
C MEpKanTOyKCYCHOHM KHCIIOTOH NPHBOIUT K IIOJNyYCHHUIO
[3-meTtun-2,6-nuokco-7-(2-okco-2-apunstun)-2,3,6,7-
TeTparuapo- 1 H-mypuH-8-mi|MeTHI) THOYKCYCHBIX KHCIOT
(VI, VII, puc. I). HarpeBanue mociegHuX B YKCYCHOM
anruapue B npucyrcteun 6e3soanoro CH,COONa peanu-
3yeTcst 00pa30BaHMEM HEONMCAHHBIX paHee ITPOM3BOIHBIX
1-metun-7-apun-(1H,6H)-[1,4]tnazenuno[3,4-f[mypun-
2,4(3H,10H)-nmnona (VIIL, IX, puc. 1).

Peakuuro rereponuknusanuu coenuienuit VI, VII B mpo-
W3BOAHBIE THa3enuHo-[3,4-flnypun-2,4(3H,10H)-nuona
(VIILIX), MoxxHO paccMaTpuBaTh Kak TPEXCTAAUHHYIO.

Ha mepBoii cranuu uaeT HyKI€O(QUIbHOE 3aMEIICHHE
aroma xjopa B nonoxenuu 8(-CH,Cl) coenunennii 1V,
V Ha 0CTaTOK THOIIMKOJIEBOW KHCIIOTBHI C 00pa3oBaHHEM
coequnenuit VL VII (puc. 1).

Bropas cranus xapakrepusyercs BHYTPUMOJIEKYIISIPHOM
uuknusanuend VI, VII B mpomexytounsie 1-metun-2,4-
nuokco-7-apun-2,3,4,10-trerparuapo-(1H,6 H)-[1,4]-
tuazenuHo| 3,4-f]nypuH-8-kapOoHOBBIE KUCIOTHL. TpeTbs
CTaJIyisl 3aKITI0YAETCS B IEKaPOOKCUIIMPOBAHUHN YKA3aHHBIX KHC-
JIOT C BBIX0ZI0M Ha KoHeuHsle npoayKTel (VIIL, IX, puc. 1).

Jlns oObSICHEHUS MEXaHW3Ma LUKIM3AlUA COCIMHECHHI
VL VII B nponzBoausie TnazenuHo| 3,4-f|nypun-2,4(3H,10H)-
nuoHa( VIILIX) npoBeneH KBaHTOBOXUMHUECKHUI pacyer 3a-
psnoB o Xrokkento coeaunenus VI (maon. 2).

Tabnuya 2
(o]
S
OH
Hymepauus IUPAC o

Atom Tun 3apsg Atom Tun 3apsg
N(1) N Pyrrole 0.466125 C(23) C Alkene -0.0116197
C(2) C Alkene 0.17683 C(24) C Alkane -0.133701
N(3) N Imine -0.571258 C(25) C Carbonyl 0.608327
C(4) C Alkene 0.15911 0O(26) O Carbonyl -0.652522
N(5) N Amide 0.413418 0(27) O Carboxyl -0.184456
C(6) C Carbonyl 0.403022 H(28) H Amide 0.0996286
O(7) O Carbonyl -0.889916 H(29) H 0.0350845
N(8) N Amide 0.313372 H(30) 0.0383767
C(9) C Carbonyl 0.33604 H(31) H 0.0380774
O(10) O Carbonyl -0.84051 H(32) H 0.0212906
C(11) C Alkene -0.164925 H(33) H 0.0329111
C(12) C Alkane -0.0540192 H(34) H 0.0645333
C(13) C Alkane -0.10489 H(35) H 0.043476
S(14) S Thioether 0.138563 H(36) H 0.02272
C(15) C Alkane -0.0348479 H(37) H 0.0253183
C(16) C Carbonyl 0.470463 H(38) H 0.0249934
O(17) O Carbonyl -0.551402 H(39) H 0.0250815
C(18) C Alkene 0.00764578 H(40) H 0.0269119
C(19) C Alkene -0.00620471 H(41) H 0.0396023
C(20) C Alkene -0.0296107 H(42) H 0.0272995
C(21) C Alkene -0.0104968 H(43) H Carboxyl 0.211427
C(22) C Alkene -0.0292708
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Ksanmogo-xumuuecxuil pacuem 3apsoog [3-memun-2,6-
ouoxco-7-(2-oxco-2-gpenunsmun)-2,3,6,7-mempazudpo-1 H-
nypun-8-unmemun)-muoykcycrou kuciomol (VI).

Kak BUIHO M3 NMPUBEJCHHBIX JaHHBIX (ma6bn. 1), coemu-
Henue VI B nonoxeHnH 7 CONEpKUT OCH30MIMETHIIbHBIN
3aMeCTUTENb, B KOTOPOM UMEETCSI PEaKIIHOHHO CIIOCOOHAs
KapOOHMJIbHAS TpyIIIA.

Ha yrepozne kapOOHMIIBHOHN TpyMITbl AE(DUIHT IIEKTPO-
HOB (+0.470463), a Ha xucnopone (-0.551402), uto cBuU-
JIETEIbCTBYET O TOM, YTO YIJIEPOA MOXKET IOJBEPrarbcs
HYKJICO(HIIBHOM, a KUCIIOPOJ — NIEKTPO(HIbHON aTake.

B nonoxenun 8 coequuenus VI umeercs ocTaTok MeTHII-
TtuoykcycHor kucnotsl (-CH2-S-CH2-COOH), B xoTopoit
Haxonutcss CH-KMCIOTHBINA LIEHTP, BOBHUKAIOIIUN 32 CUET
aKIETITOPHOTO BIHsHUs atoMa cepbl (+0.138563), a ¢ npyroii
CTOPOHBI — KapOOKCWIBHOW rpymnnbl (puc. 1). Vcxons u3
naHHbIX pacyera (V) MOXHO NPEAIONOKHUTE, YTO BHAYAIE
UJET AEKTpoUIbHAS araka 10 HyKIeo(puIbHOMY LIEHTPY
KapOOHMJIBHOM IpymNIbl ¢ 00pa3oBaHKEM MTPOMEXYTOYHOU
CONPSDKEHHOM KHCIIOTBI, KOTOPAsi C Pa3pbIBOM TT-CBSI3H Iiepe-
XOJIUT B COOTBETCTBYIOIINI KapOOKAaTHOH, B CBSI3U C YEM Ha
yIIepoyie BO3HUKAET LEJIbIH MTOJIOKUTENBHBIHN 3apsil.

B nmanpHelmem npoTekaeT HykjJeoduiIbHas araka
UEKTPOPUIBHOTO LEHTPA C ATUMHHUPOBAHHEM BOJBI U
OIHOBPEMEHHOM LIUKJIM3aLHeH B IPOMEXY TOUHBIH MPOAYKT,
KOTOPBIH IEKapOOKCHITUPYETCs ¢ 00pa30BaHUEM COCAUHCHUS
VII (puc. 2).

[TpearnonaraeMplii MEXaHU3M LUKIU3ALMN COCAUHEHHUS
VI, npuBopsiumii k nosrydenuto 1-mernn-7-penmn-1H-[1,4]-
tuazuno| 3,4-flnypun-2,4(3H,9H)-numona (VII) nsodpaxen
Ha cxeMe (puc. 2).

B UK-cnekrpax coenunenuii [V,V Habmonarorcst xapak-
TEPUCTUYECKHE TIOJIOCH TIOTJIOLIEHHs! BAJICHTHBIX KoJieOa-
HUW HeaccouuupoBaHHbIX npH 3470-3400 cm! amMuAHBIX
NH-rpynnupoBok (mupokas nosnoca). Yacrora koiedaHui
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| ) C"{ [ W% (cHcor0
—_—
0% N N @s-éc\" CH,COONa
CH;, ‘ff::o CH3
vi HG ) L
o] K wr‘@ [e]
HN N s >c7°
AT
oo e )
CH; CH;

KapOOHUIIBHBIX TPYIII MposBisiercs mpu 1715-1675 cm™' B
BUJIe IIMPOKOH ronockl. [Tonoca morionieHust KeTOHHBIXKap-
OOHMIIOB MPOSIBIISIETCS B OOJIee BRICOKOYACTOTHOM obnacTu
npu 1730-1710cm!. Brarogapsi HaNUYUIO PE30HAHCHOTO
a¢dekra, momoca MOMIOMCHUS aMUIHON KapOOHMIBHOMN
TPYMIIBl MPOSBIAETCA MPU MEHBIIUX yacToTax 1685-1675
em! (I amuanas nonoca). JedopmannoHHble KoIeOaHUs
NH-rpynn (II amunnas mosnoca) HabmogaroTest B 00JacTH
1545-1535 em™. Illupokas nonoca cpenHeil HHTCHCHBHOCTH
— B obmactu 790-720 cM™!' OTHOCHTCS K BHEIUIOCKOCTHBIM
BeepHBIM KonebanusM NH-rpynnsl B coequnenusx 1V,
V. Ionockr BaneHTHBIX KoneOanuii rpynn -C=C- nexar B
obmactu 1620-1610 cm!, -C=N (1670-1645cm™!, cBsizu
CH,-CI nosBnstoTcs B BUJ€ MHTEHCHBHBIX I10JIOC MPH
7300-700 cm'.

B IIMP-cniekrpe 8-(ximopomernin)-3-meTui-7-(2-okco-
2-pennnaTn)-3,7-nuruapo-1 H-nypun-2,6-guona (IV).
(uxcupyrorcs cnemyromue curaanst: (c.,N -H)-11,15 m.1;
(c.,N,-CH,)-3,43m.1.; (c.,N,-CH,)-5,97 m.1; (.,C,-CH,) —
4,89 m.1.; (M.,Ar) — 7,56-8,09.

B IIMP-cnexrpe 7-[2-(4-6pomodenm)-2-okcoaTmi]-8-
XJIOpOMETHN )-3-MeTHiI-3,7-murusipo- 1 H-nypuH-2,6-1uoHa
(V) peructpupytorcs ClieyIonye CUrHAIbI: CHHIVIET PO-
ToHoB MeTuiaeHoBol rpymnmsl C,-CH-Cl npu 4,94 m.n.,
CHHIVIET IPOTOHOB METHJICHOBOM TPYIIIBI HaXOASIIEHCS B
TpeThem nostoxennu (N,-CH,) mpu 3,40 m.1., cunrieT npo-
TOHOB METHJICHOBOH I'PYTIITBI 3aMECTHTEIST HAXOASIIET0Cs B
nojiokeHnn 7 umuasonbaoro gpparmenta — N.-CH,-C(O)-
Ar nipu 5,96 M.1., MyJIBTUIUIET IPOTOHOB apOMAaTHUECKOTO
KoJbla npu 7,53-8,08 M. 1., CHHIJIET IPOTOHA YPAIUIIOBOTO
¢parmenta (N,-H) perucrpupyercs mpu 11,21 M.1.

Ananus T[IMP-cnektpoB coenunenuit 1V,V cBugerens-
CTBYET O TOM, 4YTO pa3MeIlleHHE CUTHAJIOB MPOTOHOB U
ux (opMa HMOITHOCTBIO COOTBETCTBYIOT MPEJIOKEHHBIM

CTPYKTypam.

oo JK/E
CH

s v

Puc. 2. Cxema npenrmonaraeMoro Mexanusma Iukiamsanun coequaenus (VI) B mponssoaHoe tTnasenuno|3,4- flmypun-2,4(31,10H)-

nuoHa (VII).

70

AKTyanbHi nuTaHHA dpapMaLeBTUYHOI | MeanyHoi Haykm Ta npakTukm (2011) Bunyck XXIV, Ne3



CuHme3 u ¢husuko-xumuyeckue ceolicmea rpou3eooHbix 1-memurn-7-apun-(1H,6H)-[1,4Jmua3enuHo[3,4-fInypuH-2,4(3H,10H)-0uoHa

- HNTN
O)\T N)j o} o
CH, I

| N
J oo
N

A

/\/’D*

HN HN N
)\ miz 304:306 )\ I )—
o] lil o N N Cl
|
CH;, 3 ‘ o CH
(% -Co & 3
m/z 286 “ miz 255:257
o
N o
HN
J
o T N cl
CHs
> M*, 332:334 St
0 0 4
H H
HN N HN L HN N
| “CH,CI | -CHCI |
A L, == O L e T
& N cl o N W o7 N c
CH, CH; @ CHs
miz 215:217 o Q miz 214:216
‘V miz 166 4, o
o+ 2
H | NH l-HNCO 0,
+e
)\ ) —e NH |
i Y NH |
| | HN o
CHs N Z N
miz 138 HsC N miz 109
. miz 123
-
o+ =
NH |
H3C—NC | ) -HCN F J'H
e
N N/
miz 895 miz 68

Puc. 3. Cxema perpanauumu 8-(xmopomeTni)-3-MeTwit-7-(2-oxkcodenmnatun)-3, 7-muruapo- 1 H-mypun-2,6-nuona (VI) nox peiictBuem

9NEKTPOHHOTO yaapa.

B macc-criektpe 8-(xmopomeriin)-3-meTi-7-(2-okco-2-
¢denmmaTHN)-3,7-murnapo-1 H-mypun-2,6-nuona (IV) 3a-
peructpupoBas MUk M+ ¢ m/z 332:334, 4T0 cCOOTBETCTBYET
opyrro-cocraBy C H ,CIN,O,. Hannuue pennnabroro
paavKaiza MOATBEP)KAACTCS perucTparueid noHa cm/z 255
- [M-C H,]". Hanmname 3amecturens mpu atome N, Gpukcu-
pyercs vonamu ¢ m/z 215:217- [M-C.H,O]",m/z 214:216
- [M-C,HO]". Honsr ¢ m/z 286 — [M-CHCI]", m/z 286,m/z
166 noaTBEpKAAIOT HATUYKE XJTOPMETUIBHOM TPYIITUPOBKH
B MOJIOKEHUH § MMypUHANOHA-2,6.

CTpyKTypy ypaunuioBoro (parMeHTa IOATBEPKAAIOT
OCKOJIOYHBIE HOHBI ¢ m/Z — 304:306, m/z 138, m/z 123, m/z
109, m/z 95, m/z 68. Cxema macc-pacniana coenuHeHus [V
TIpe/IcTaBieHa Ha puc. 3.

B IIMP-cnekrpe coequaenus VI QuKCHpYIOTCS CleTyTo-
M€ CUTHAJIBI: CHHIVIET IPOTOHOB METHJIEHOBOM T'PYIIIIBI
(-S-CH,COOH) npu 3,31 m.1., cunrnet npotonos (N,-CH,)
- 3,35 m.x., cunrmet npotonos (C-CH,-S) — 3,98 m.n.,
curnai mpotonos (N,-CH, (CO)Ar) — 5,94 m.x., chrHaisl

IIPpOTOHOB OEH30JILHOTO KOJiblIa B BUAC MYJIbTUILJICTA —

7,55-8,05 M.1., a Takke CUTHAJI IPOTOHA ypPaLHJIOBOrO
¢pparmenta (N,-H) — 11,08 m.1. Curnan (-COOH)-rpynms
YIIUPEH BCIeICTBHE OOMEHA ¢ MOJIEKYJIaMH BOIBI, TIPUCYT-
CTBYIOIIMMH B PaCTBOPHTEIIE.

B IIMP-cnekrpe VII perucTpupyrorcst CIEeAyOIUe CHr-
HaJIbl: CHHIJIET POTOHOB METHIIEHOBOH rpymmbl (-S-CH, -
COOH) - 3,33 m.x1., cunmieT npotonos (N,-CH,) — 3,39 m.x.,
cunreT mpotoHoB (C-CH,-S) — 3,96 m.11., curHa NpOTOHOB
(N,-CH,(CO)Ar) — 5,98 M.11., CHTHAITBI MPOTOHOB OEH30Tb-
HOTO KOJIbIIa B BU€ MysbTHILIeTa — 7,52—8,00 M. 1., curHan
nporona (N H) — 11,12 m.x.

B IIMP-cnekrpe 1-merun-7-dpennn-(1H,6H)-[1,4]
tnazenuso|3,4-flnypun-2,4(3H,10H)-gnona (VIII) pux-
CHpyroTCs cneyromue curaaist: (c., N,-CH,) — 3,10 m.x.,
CHHIVICTHI IPOTOHOB METHJICHOBBIX I'PYII B ITOJIOKEHUAX O
n 10 THazermHOBOTO parmenTa npu 5,62 M. u 4,51 M.z, coot-
BETCTBEHHO, CHHIIIET MpoToHa [-S-CH=C(-C )Ar] ipn 6,23 m.11,,
CHTHAJIBI TIPOTOHOB OCH30JIBHOTO KOJbIIa TIOSIBIISIFOTCSL B BUIIE
MynbsTameTa — 7,22—7,55 M.11., a TaxoKe peruCTpUpPYeTCsl CUTHAT
npoToHa ypariiosoro ¢parmenta (N, H) mpu 11,10 M.
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4.

Puc. 4. Cxema ¢parmentarun 1-metmn-7-¢penmn-(1H,6H)-[1,4]tnazennnol3,4-f|mypun-2,4-nuona (VIII).

B IIMP-cnexrpe 7-(4-6pomodenun)-1-mernn-(1H,6H)-
[1,4]tnazenuno(3,4-)nypun-2,4(3H,10H)nnona (IX)
TPOSIBIISIOTCS Creyromue curaanst. (¢.,N,-CH,) — 3,37 M.z,
CHHIJICTHI MTPOTOHOB C6 " C]0 mpu 5,60 m.a. u 4,49 m.1.
COOTBETCTBEHHO, CHHTIET mpoToHa [-S-CH=C(C))
Ar] — 6,21 M.z., MYJIBTHIDIET IPOTOHOB OSH30JIFHOTO KOJIBIIA
—7,20-7,59 M.11., CHHIJIET TIPOTOHA YPaIOBOTO (hparMeHTa
(N,-H) mpu 11,10 m. 1.

B macc-criextpe coequnaenus VIII ¢pukcupyercst muk M*
¢ m/z 326, KOTOPBI COOTBETCTBYET pacuyeTHONH MOJIEKY-
JApHOH Macce mys Opyrro-cocraa C H, N, O,S. Hanmmane
THA3CMTUHOBOTO IIMKJIA MOATBEPIKIACTCS HOHAMU ¢ M/z 293 —
[M-SH]", m/z 294 — [M-S]*, m/z 250 — [M-SH,-HNCO,-H]*,
m/z 178, m/z 179. CtpoeHne ypanuaoBOi YaCTH MOJICKYITBI

JOKa3bIBAETCS perucTpanueil moHoB ¢ m/z 298, m/z 283,
m/z 250, m/z 222, m/z 135, m/z 107, m/z 80. O0mast cxema
¢dparmenTaru coequnenus VIII npencrasinena Ha puc. 4.
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0Kkco-2-penunaTun)-3,7-auruapo- 1 H-mypus-2,6-THOHOB.
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