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Karouegwle crosa: 2-auusamuno-3,3-0uxaopoakpuioHumpunst;
2-apun-4-duxaopomemunen-1,3-okcazon-5(4H)-onvi; npouzgoonsie 1,3-oxcazonof4,5-d[nupumuduna

AoctynHbie eHamugoHunTpunbl Tuna Clo>C=C(CN)NHCOR B pe3ynbTate nocjsiefoBaTesibHoOV ob6pa-
60TKN 6eH3aMUANHOM, COJISTHOM KUCJIOTOM MU YKCYCHbIM aHrMApUAOM NpeBpaLlaloTcs B HEU3BECT-
Hble paHee 2-ankwin(apwn)-5-¢pennn[1,3]Jokcasono[4,5-d]nupumuanH-7(6H)-oHbl, cTPOEHUE KO-
TOPbIX HAAEXHO YCTaHOBJIEHO XUMUYECKUMU N PEHTI€HOCTPYKTYPHBIMU UCCJ1IE[O0BAHUSIMU.

SYNTHESES OF NEW DERIVATIVES OF 1,3-OXAZOLO[4,5-d]PYRIMIDINES ON THE BASIS OF
2-ACYLAMINO-3,3-DICHLOROACRYLONITRILES

V.N.Sviripa, S.G.Pilyo, V.S.Brovarets, E.B.Rusanov, B.S.Drach

The available enamidonitriles of the type CI>.C=C(CN)NHCOR when sequentially treated with
benzamidine, hydrochloric acid, and acetic anhydride yield hitherto unknown 2-alkyl(aryl)-5-
phenyl[1,3]oxazolo[4,5-d]pyrimidin- 7(6H)-ones, which structure was confirmed reliably by the
chemical reactions and X-ray investigations

CUHTE3UN HOBUX MNMOXIQHUX 1,3-OKCA30J10[4,5-d]IMNIPUMIGUHY HA OCHOBI 2-ALUNJTIAMIHO-
3,3-ANXJTIOPOAKPUJIOHITPUJIIB

B.M.Csupina, C.I'.lMinbo, B.C.bpoBapeus, E.b.PycaHoB, b.C.Apay4

AocTtynHi enamigoritpunn tuny Clo.C=C(CN)NHCOR B pe3ynbTati nocnigoBHoi o6pobkn 6eH3-
amiguHOM, COJISIHOIO KUCJIOTOIO Ta OLTOBUM aHrigpuaoM rnepeTBopPloOTbLCS Ha HEBiAOMI paHiwe
2-ankin(apun)-5-¢penin[1,3]Jokcasono[4,5-d]nipumignH-7(6H)-oHn, 6yaoBy akux HagiiHO BcTa-

HOBJIEHO XiMiYHUMMU Ta PEHTreHOCTPYKTYPHUMU AOCHIAKEHHIMU.

[MonuueHTpoBBIE 3JEKTPODUIbLHBIE pPeareHThl —
2-alMIaMMHO- 3, 3-TMXJI0pOaKpUIIOHUTPUILL (1), Ko-
TOpBIE JIETKO MOJIYYaloTCsd M3 OOCTynHBIX N-1,2,2.2-
TETPAXJIOPOITUIIAMUIOB KapOOHOBBIX KUCIOT [1, 2],
YK€ HalllJIA IIMPOKOe MPpUMEHEHUE ISl IIperapaThB -
HOTro noJiyueHus psaa GyHKIMOHATbHBIX MTPOU3BOI -
HbIX 1,3-0kca3ona [2-6], 1,3-tuazona [6], umMugaszona
[7], mupaszona [8,9], 1,3,4-okcammaszona [10,11] u
1,3,4-tnaguasona [12]. B Hacrosiuieit padore Haiizae-
HO HOBOE HaIlpaBJIeHUWE MCIOJIb30BAaHMS PEareHTOB
(1) 1 poOCTBEHHBIX HEHACBIIIEHHBIX a3JIaKTOHOB (2)
[13] mnst cuHTE3a IPOM3BOAHBIX Majl0 M3yYeHHOM
cucreMsl 1,3-okca3omno[4,5-dnupuMuanHa.

Kaxk BunHo u3 cxemsbl 1, cHayana peareHTsl (1) [5]
BBOAWIMCH B lenu mnpespauieHuii: (1)—(3)—>(4) u
(1)=>(2)—=(5)—(4), KoTOpble XOPOLIO AOTOJHSIIOT IPYT
Jpyra, TTOCKOJIbKY /IS TIOJyUeH sl 3aMelEHHBIX UMW -
a30JIMHOHOB (4) ¢ alUWIbHBIMM OCTaTKaMu ajaudaTu -
YeCKMX KapOOHOBBIX KMCJIOT yIOoOHee MCITOIh30BaTh
MepBbIii MOAXOM, a BTOPOI MMEeT MperuMylecTBa s
BBeleHUsSI B TojoxeHue 4(5) MMUAA30JMHOHOBOTO
KoJiblla apomtaMuHorpymnmn. OCOOEHHO JIerko cyo-
cTpatsl (4) oOpa3yroTcs Ipu 00pabOTKe HEHACHIIIIECH -
HbIX a3J1aKTOHOB (2) CBOOOJHBIM OEH3aMUIMHOM, HO
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B IIpenapaTMBHOM OTHOIIEHUU JIy4llle UCIOIb30BaTh
B3aMMOJICHCTBUE a3IaKTOHOB (2) ¢ TUIPOXJIIOPUIOM
OeH3aMMAMHA B IIPUCYTCTBUU TPUITUIIAMUHA.

Crpoenue coenuneHus (4a) (R=CgHs), moayuyeH-
HOI'0 He TOJIbKO MO cXeme 1, HoO U APYTUMM cIiocoba-
MU, JOKa3aHO paHee [7], 4To CylleCTBEeHHO 00JieryaeT
UACHTU(PUKALIMIO €ro aHaJloroB (40-¢), CUHTE3UPO -
BaHHBIX B 3TOI paboTe BrepBble (Taba. 1). Paccmor-
peaue UK- u AMP 1H CIIEKTPOB 3TUX COCAMHEHUM
JIEeUCTBUTENbHO IIOATBEPXKIAeT HaJW4Me B HUX OU-
XJIODOMETMJIBHOTO OCTAaTKa M IBYX aMMWAHBIX T'PYIII
(Tabu. 2).

3amMmeleHHble UMUIA30JuH-5(4)-0Hbl (4) comep-
xKaT y ueHrpa C-4(5) nBe a30TUCTbIE I'PYIIUPOBKU,
YTO COMMKAeT MX C aMUHAJISIMM, KOTOPbIE HEYCTOM -
YUBBI IO OTHOIIEHUIO K KHUCJIOTaM U JPYTUM DJIEKT-
podunbHbIM areHTaM. [103TOMy HEYAUBUTEIBHO, YTO
cyocTpaThl (4) CrocOOHBI MpU HAarpeBaHUM B3aMIMO -
JIIeICTBOBATh C YKCYCHBIM aHTHUAPUIOM C pacIiernie -
HUeM ogHol wim AByXx cBs3eil C-N. B manmpHeiem
MOXKHO TMPEACTaBUTh HECKOJIbKO KACKAIHBIX MPOLIeC -
COB, U3 KOTOPBIX paay KPaTKOCTH BBHIOPAaHBI TOJBKO
QB TIOXOXHWE IIeTH TpeBparieHuii: (6)—(8)—(10) u
(7)—(9)—(11). IlepBast u3 HUX KaxeTcsT OoJiee BEPO-
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R = CgHs(a). 4-CH,CgH,(6). 4-CICH,(B). 4-FCsH (). CgHsCH(a). (CH 3);C(e).

Cxema 1

SITHOM, MOCKOJIBKY MPUBOAUT K TMTPOU3BOAHBIM XOPO-
110 M3BECTHO# cuctembl 1,3-okcazosnol5,4-d|nupu-
MUIMHA, KOTOPas JIETKO TeHepUPYeTCs pa3IMyHBIMU
cnocobamu [14-25]. Bonee Toro, mpexaroiiaraemoe
npespaueHue (8)—(10) MMeeT MOBOJBHO OJIU3KYIO
AHAJIOTUIO C peaJbHbIM aHHEJIVMPOBAHUEM OKCa30JIb-
HOTO KOJIblla K MUPUMUIAUHOBOI cucrteme [14, 21].
DTH maHHBIE, a TaKXKe Pe3yJNbTaThl CIIEKTPaJIbHOTO
U3y4eHUs TTPOIYKTOB peLIMKIU3aluu cyocTtpaToB (4)
B YKCYCHOM aHTHAPUJIE MO3BOJWIN HaM B IIpeaBapy -
TEJILHOM COOOIIEHNHN [26] oToaTh MPENIIOYTEHHE CO -
enquHennsiM (10), a He ux uzomepam (11). OmHako
KOMIUIEKCHBIE XMMUYECKHE, CIEKTPAIbHbIE U PEHT-
TeHOCTPYKTYPHBIC MCCJEAOBAaHUS, BBIMIOJIHEHHBIE B
HacTosIIeil paboTe, CBUIACTENBCTBYIOT O TOM, YTO
peLUKIM3alus MMHUIA30JIMHOHOB (4) IpM HarpeBa-
HUM B YKCYCHOM aHTMApPUIE MPUBOAUT BCE XK€ HE K
coequHeHusiM (10), a K X u3oMepam — 2-aaKu(apu)-
5-pennn|[1,3]okcazono|4,5-d|mupumunnn-7(6 H)-oHaMm
(11). Takoe oTHeceHHEe OOHO3HAYHO CJIEAyeT U3 pac-

CMOTpPEHMUSI LIeJIOTO psifia TPUBEICHHbBIX HUXE IKCIIe -
PUMEHTAJIBHBIX TaHHbIX.

Bo-niepBbIX, CHHTE3UPOBAHHBIM M3BECTHBIM CIO-
cobom [21], 3aBemombrit 2,5-mudenui|l,3]okcazo-
710(5,4-d|lmuprmunmH-7(6 H)-ou (10a), oTrdaeTcst CBO-
eif TeMITepaTypoil IUIaBJIeHUsI U 0COOeHHOCTIMU Y D-,
UK- u AIMP 'H CIEKTPOB OT MPOAYKTa B3aUMOJEH -
cTBUs cyocTpaTa (4a) ¢ YKCYCHBIM aHTuapuaom. [1pu
3TOM pa3jinvre yCTaHOBJIEHO He TOJIBKO ISl U30Mep -
HbIX cyocTpaTtoB (10a) u (11a), HO M AJIsT pOACTBEHHBIX
rap ux rnmpousBonHbIX (13) u (15), a raxke (14) u (16),
MpeICTaBIeHHBIX HA CXeMe 2.

Bo-BTopbIxX, cloxHoe mpeBpaiieHue (4)——(11)
yIaJI0Ch OCYIIECTBUTh HE TOJBKO MPU HAarpeBaHUU B
YKCYCHOM aHTUAPUIE, HO U B upuauHe. B nocuen -
HEM cJlyyae MeXaHWU3M pPEeUMKIU3allMd He MOXET
BKJIIOYATh PaCUICIJIEHUE OJHOU WU JBYX CBA3EU
C-N, a o0ycJIoBJIeH, 0OYEeBUIHO, 0Opa3oBaHUEM IIPO -
MEXYTOUHBIX ciupocTpyKTyp (17) u (18), mpuBeneH -
HBIX Ha cxeme 3. bimskue ananoru coequnenuit (17)
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Tabnuua 1
XapaKTepI/ICTI/IKI/I CNHTE3NPOBAHHbIX COG)J,I/IHeHI/II;I
° HanpeHo, % BblymcneHo, %
CoepuH R Boixon, % T.nn., °C, (pactBopuTens ans A 2 BbpyTTo-topmyna .
eHve nepekpucTaninzaumm) al(s) N al(s) N
a CeHsCH» 75 170-172 (Tonyon) 27,65 10,89 CnHgClN20O 27,79 10,98
3r 4-FCgHa 74 194-196 (3taHon) 18,62 14,68 Ci7H13CI2FN4O 18,70 14,77
34 CeHsCH2 80 166-168 (31aHon) 17,78 14,85 CigH16CI2N4O 18,90 14,93
3e (CHs)3C 82 204-206 (31aHon) 20,63 16,31 C1sH18ClN4O 20,78 16,42
46 | 4-CH3CeHa 80 228-230 (auetoHuTpun) 18,74 11,09 CigH15CI2N302 18,85 11,17
4B 4-ClCeHa4 77 >300 (auetoHnTpun) 25,75 10,48 Ci7H12CI3N302 26,81 10,59
4r 4-FCgHa 72 >300 (31aHon) 18,53 10,98 Ci7H12CI2FN3O2 18,65 11,05
an CeHsCH» 75 199-201 (s71aHon) 18,69 11,02 C1gH15CI2N302 18,85 1,17
de (CH3)3C 79 166-168 (3TaHonN) 20,61 12,09 CisH17CI2N302 20,72 12,28
11a CeHs 55 >300 (ykcycHas kmcnoTa) - 14,38 Ci7H1N3O2 - 14,53
16 | 4-CH3CeHa 65 >300 (OAMOA) - 13,72 Ci18H13N30;2 - 13,85
118 4-ClCeH4 53 >300 (AM®A) 10,79 12,82 C17H10CIN3O2 10,95 12,98
1r 4-FCeH4 50 >300 (yKkcycHas KucnoTa) - 13,50 Ci7H10FN302 - 13,67
[is} CeHsCH> 57 133-135 (yKcycHas Kucnota) - 13,69 CigH13N302 - 13,85
e (CH3)3C 60 252-253 (yKcycHas KucnoTa) - 15,45 CisHisN302 - 15,60
15 - 95 219-220 (amokcaH) 11,38 13,50 C7H10CIN3O 11,52 13,65
16 - 83 185-186 (aueToHUTPWMN) (8,32) 10,93 C23H15N30S (8,41) 11,02
Tabnuua 2
CI'IEKTpaJ'IbeIe JaHHble CMHTE3NPOBAHHbLIX COE,D,I/IHeHI/II;I
CgiﬂgH NK-cnekTp, v, v (KBr) Cnektp AMP H, 5, m.a. (AMCO-ds)
1 2 3
* = —|
n 1670* (NC=0), 2230 (C=N), 3,63 ¢ (2H, CH2), 7,28 m (5H apowm.), 10,35 ¢ (1H, NH)

3050-3400 (NH accou,.)

6,91 ¢ (1H, CHClR), 7,22 T (2H apom.), 7,51 M (3H apom.), 7,72 w.c (1H, NH),

* = -
3r | 1650" (NC=0), 3050-3400 (NH accou) | - '9g " () anom.), 8.16 4 (2H apom.), 8,80 w.c (11, NH). 9.29 ¢ (1H. NH)
3,63 ¢ (2H, CH2), 6,75 ¢ (1H, CHCl2), 7,22 m (6H apom.), 7,45 m (2H apom.)
* = - ' ' r O ' e [ '
38 |1675" (NC=0), 3150-3400 (NH accou)| 766 ¢ (1H, NH), 8,17 & (2H apom.), 8,78 w.c (1H, NH), 9,34 ¢ (1H, NH)
1,16 ¢ (9H, 3CH3), 6,82 ¢ (1H, CHCR), 7,47 m (3H apom.), 7,64 w.c (1H, NH)
* = - ' ' R ' [ ] ' '
3e | 1650 (NC=0), 3200-3400 (NH accol.) | ¢ 15" (1 aoom.. 1 NH), 8,76 w.c (1H, NH)
6 1645 (NC=0), 1780 (C=0), 2,38 ¢ (3H, CH3), 6,39 c (1H, CHCl), 7,27 A (2H apom.), 7,55 M (3H apom.),
2800-3400 (NH accou.) 7,72 n (2H apom.), 8,04 o (2H apom.), 9,01 c (1H, NH), 11,91w. ¢ (1H, NH)
" 1640 (NC=0), 1770 (C=0), 6,37 c (1H, CHClp), 7,55 M (5H apom.), 7,84 a (2H apom.), 8,04 o (2H apom.),
2800-3400 (NH accou,.) 9,22 ¢ (1H, NH), 11,94 w. ¢ (1H, NH)
ar 1655 (NC=0), 1780* (C=0), 6,37 ¢ (1H, CHClp), 7,27 7 (2H apom.), 7,55 M (3H apom.), 7,89 m (2H apom.),
2800-3400 (NH accou.) 8,04 n (2H apom.), 9,15 ¢ (1H, NH), 11,92 w. c (1H, NH)
4 1645 (NC=0), 1775 (C=0), 3,54 ¢ (2H, CH2), 6,31 ¢ (1H, CHCl), 7,26 M (5H apom.), 7,56 M (3H apom.),
A 2800-3300 (NH accou.) 7,99 o (2H apom.), 8,89 c (1H, NH), 11,78 ¢ (1H, NH)
e 1660 (NC=0), 1770 (C=0), 1,12 ¢ (9H, 3CH3), 6,36 c (1H, CHCl2), 7,55 m (3H apom.), 7,86 ¢ (1H, NH),
2800-3500 (NH accou.) 8,03 o (2H apom.), 11,75 w.
11a** | 1690 (C=0), 3050-3200 (NH accou.) | 7,62 m (6H apom.), 8,177 m (4H apom.), 13,09 w. c (1H, NH)
2,44 ¢ (3H, CH3), 7,42 o (2H apom.), 7,54 m (3H apom.), 8,09 o (2H apom.)
* = _ ' '  ly o Ly O '
16 |1685* (C=0), 3050-3200 (NH accou.) 8,14 m (2H apom.), 12,93 w.c (1H, NH)
118 [1690* (C=0), 3050-3250 (NH accou,.)| 7,54 M (3H apom.), 7,66 o (2H apom.), 8,18 M (4H apom.), 12,93 w. ¢ (1H, NH)
11r  |1695* (C=0), 3050-3200 (NH accou.) | 7,50 M (5H apom.), 8,14 m (2H apom.), 8,27 m (2H apom.), 13,01 w. c (1H, NH)
1 |1710* (C=0), 3050-3450 (NH accow.) 4,39 ¢ (2H, CHy), 7,35 M (5H apoMm.), 7,55 M (3H apom.), 8,07 m (2H apom.),

13,04 w. c (1H, NH)
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IIpodonncenue maba. 2

1 2 3
1le [1685* (C=0), 3050-3300 (NH accou.)| 1,45 ¢ (9H, 3CH3), 7,57 M (3H apom.), 8,11 M (2H apom.), 12,96 w.c (1H, NH)

1620-1800, 3050-3500
(nonockl OTCYTCTBYIOT)

1620-1800, 3050-3500

7,57 M (3H apoMm.), 7,73 M (3H apom.), 8,32 m (2H apom.), 8,40 m (2H apom.)

7,42 M (3H apom.), 7,62 m (6H apom.), 7,81 a (2H apom.), 7,92 o (2H apom.),

(nonockl OTCYTCTBYIOT) 8,18 0 (2H apom.)

* [onoca ¢ nnevyom.
** YO-cnektp, A (AMCO): 265 Hm (& = 27600).

JEUCTBUTEIBbHO YAAJIOCh HEJaBHO CUHTE3UPOBATh U
JIOKA3aTh UX CTPOESHUE PEHTTEHOCTPYKTYPHBIM METOIOM
[27]. [ToaTomy uenb nipeBpaieHuit (4)—(17)—»—(11)
KaxeTcsl BMOJIHE JIOTUYHOM, €CJIM YYeCTb He TOJIbKO
peajbHYI0 BO3MOXHOCTh 00pa30BaHUST TIPOMEXKYTOY -
HBIX CIIUPOCTPYKTYP, HO U JATbHEHUIIYIO UX CITOCO0 -
HOCTb K CTAaOWJIM3AlMM 33 CUET pacIIMpeHus LKA
(cp. [28]). BMecTe ¢ TeM mIpeacTaBUTh cede Mom00HYI0
peuykuzaunio (4)—(17)——(10) Bpsia 1M BO3MOXKHO.

B-Tpetbux, cTpoeHUE NPOAYKTa PELUKIU3ALNU
cyoctpara (4e) [R=(CH3)3C] B yKCycCHOM aHTUIpHIIE
WIM B MUPUIVHE OJHO3HAYHO YCTAHOBJIEHO TIPU T10 -
MOILIM PEHTIeHOCTPYKTYPHOro HucciemoBaHus. Kak

KoHpopMepoB (A) u (b). LleHTpanbHast OUIIUKINYEC -
Kasg cucTeMa B HMX IUIaHapHa — OTKJIIOHEHMS OT
CpeIHeKBaIpaTUUYeCKON TJIOCKOCTU HE TMpEeBBIIIAET
0,011 u 0,009 A°.

DeHMIbHOE KOMBILO B 3aTOPMOXKEHHOM KOHDOP -
Mepe (A) BBIBEPHYTO U3 INIOCKOCTU COIPSDKEHUS, HO
B KoH(popmepe (B) moutn KormiaHapHO C LIEHTPAJb-
HOW OWIMKJINYECKOW CHUCTEMOU IBYIPAHHBIC YIJIBI
COCTaBJISIIOT COOTBeTCTBeHHO 34,05(8)° m 7,94(15)°.
JnvHBI CBSI3ei 1M BaJleHTHBIE YIVIBI B MOJeKyJax (A)
u (b) HaxomsATCS B COOTBETCTBUM C UX CTPYKTYPHOI1
dopmynoit (tabn. 3). B xpucrayie 3TH MOJIEKYJIBI
CBSI3aHbl B JUMEPHI BOJOPOAHBIMU CBSI3SIMU N2—

BUIHO W3 PUCYHKA, aCUMMeTpUYHas Kpuctauiorpa- H2N: : 02 (-x-1, y, 1-z) ¢ TakuMu mapamMeTpamu:
(brueckas syerika cocTOUT U3 ABYX HeszaBucuUMbIXx N2(A): + - 02(b) 2,831(3), N2-H2N(A) 0,90(3),
NCOPh
3Ph—40 SAN . 3 Ph—(o A Ph—</N [ 9
® 9 PN
Br N=C 0] N Ph
12
1) MeONa, MeOH; 2)MeC(O)OH
Cl SPh
N N AN N AN
NH POCI N PhSH, Et ,N N
Ph— | By — < || | —=r< ] Py
O” ™N” “pn o Ph O™ ™N" “ph
10a 13 14
Cl SPh
@] (@] A 0] AN
NH POCI N PhSH, Et. N N
Ph—( | —> ph— f\/)\ T P | Py
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11a 15 16
Cxema 2
o_ _cl o_ .
e ey
4 Py A N Py, 4 N 11
(4ae) o NYNH Py HCI NYNH (11a,e)
Ph Ph
17 18
R = C H,(a), (CH,),C(e).
Cxema 3
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Cl4b
Puc. MonekynsipHas CTpykTypa coeauHenus (11e).

H2N(A) - - - 02(Bb) 1,94(3) (A); N2(A)-H2N(A) - - -
02(b) 168(3)°, N2(b)- - - 02(A) 2,851(3), N2(b)-
H2N(Bb) 0,89(3), H2N(B)- - - O2(A) 1,97(3) A
N2(B)-H2N(B) * + - O2(A) 170(2)".

Bce a1 naHHbIE MO3BOJISIOT HAJIEXKHO UIEHTU (U -
LMPOBaTh CTPOEHUE HE TOJILKO coequHeHus (11e), Ho
u ero aHajoros (11a-m), KOoTopble ITOJOOHBI B CITEKT -
paJIbHOM OTHOLUEeHUU (Tab. 2).

3aMeTHM, HAaKOHEII, YTO B OTJIMYME OT TOCTAaTOYHO
M3Y4YEHHBIX IIPOM3BOIHEIX 1,3-0Kca3oio|5,4-d|mmpu-
muauHa [14-25], ux u3oMephl, copepxKalliue CUCTEMY
1,3-okca3oso|4,5-d|nupuMuanHa, ucciieJoBaHbl Ma-
J10. HekoTophle u3 HUX MOJy4YeHbl U3 4-aMUHO-5-TU/I -
POKCUTTMPUMUANHA U €r0 TTPOM3BOIHBIX KOHIECHCA-
mueit ¢ oproacrepamu [29, 30] 1 aHTUAPUOAMU OCH -
30MHBIX KUCJIOT [31]. BTHU cMOCOOBI, OUEBUAHO, HE-

Tabnuua 3

OcHoBHble anHbl ceazen (d, A°) 1 BaneHTHble
yrnbl (o, rpag) B Monekyne coefuHeHuns 1le

CBA3b UK yron Monekyna A Monekyna b
o(m-c(m) 1.374(3) 1.369(3)
o(1)-C(2) 1.370(3) 1.367(3)
N(1)-C(1) 1.291(3) 1.301(4)
N(1)-C(3) 1.392(3) 1.392(3)
C(2)-C(3) 1.357(3) 1.365(3)
C(2)-C(4) 1.412(3) 1.409(3)
N(2)-C(4) 1.387(3) 1.389(3)
N(2)-C(5) 1.367(3) 1.374(3)
N(3)-C(3) 1.356(3) 1.354(3)
N(3)-C(5) 1.313(3) 1.308(3)
0(2)-C(4) 1.233(3) 1.235(3)

C(5)-N(2)-C(4) 126.0(2) 126.32(19)

C(5)-N(2)-H(2N) 119.6(18) 120.5(17)

C(4)-N(2)-H(2N) 114.4(18) 113.1(17)
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TIPUTOAHBI JUIsSl BBEIEHUST (DYHKIMOHAIbHBIX 3aMECTH -
Teneil B monoxkenue 7 1,3-okcaszonol4,5-d|mupumu-
JIUHOBOM cucteMbl. C Ipyroil CTOpoHbI, 0Opa3oBaHUE
2-denmn|1,3]okcazono[4,5-d|mupumunuH-7(6H)-oHa,
KaK T0Ka3aHo Ha cxeMe 4, MUPOJTUTUYECKON PeLMK -
quzanuein (19) —(20) npencrtaBiaseT ckopee Hayd-
HbIN, YeM TpenapaTUBHbINA MHTEpPEC.

BrionHe o4eBMIHO, UTO pa3pabOTaHHbBIE B 3TOM
paboTe MoAXOoabl K CUHTE3Y 7-(QYHKIMOHAIbLHO3aME -
1eHHbIX 1,3-okcazonol4,5-d|nupuMuaIuHOB (CXeMBbl
1-3) Gonee ynoOHEI 1 chepa UX IPUMEHEHMS TOPa3ao
LIUpe, YeM CIOCOObl, MPUBEIESHHbIEC B JIUTEpaType.

3KcnepmmeHTaanaﬂ 4acTb

HMK-crekTpbl HOBBIX COCAWHEHUWI TOJy4Yaau Ha
CIIEKTPOMETpE SPecord M-80 B Tabnerkax ¢ KBr,
cnektpel AMP "H 3ammceiBaau Ha CHEKTpOMETpe
Varian VXR-300 B pactBope JIMCO-d¢ ¢ TMC B
KayecTBe BHYTpPEeHHero craHaapta, a Y®-crnekTpsl
noJiyueHsl Ha ripuoope Specord UV-Vis.

2-AumnamMuHo-3,3-1uxJI0poaKpuIoHUTpWIbl (la-r,e)
noyy4yaau, Kak omnucaHo paHee [1, 2]. CoeguHeHUe
(11) CMHTE3UPOBAIM aHAJOTUYHO.

4-beH30u1aMIUHO-4-TUXJIOPOMETHI- 5S-MMIHO-2-(he-
Hua-4,5-aguruapo-1H-umunazon (3a) nosyyanu, Kak
onucaHo paHee [7].

4- AnnIaMHHO -4 - TNXJI0POMETHI -5 -AMHHO-2 - (he-
Hua-4,5-gurnapo-1H-umunazonsr (3r-e). K pactopy
0,02 Monp omHoro u3 coemmHeHuii (Ir-e) B 50 M
6e3BogHOTO TeTparuapodypana modasiasum mo 3,13 T
(0,02 Mounn) rugpoxiopuga oeHzamuarHa u 2,80 mia
(0,02 Moap) TpustuiaamuHa. CMmech IepeMellnBain
npu 20-25°C 72 4, ocagok oT¢WILTPOBBIBAIN, IIPO -
MbIBaJi BOJIOM, BBICYIIIMBAJIM B BaKyyM-3KCUKaTOpe
Hal meHTaokcuaoM docdopa u coequHeHus (3r-e)
OUMILAIM MEPEKPUCTATIM3ALUEN.

4-BenzonnaMuHo-4-1uxjaopomMeTnii-2-penni-4,5-
muruapo- 1H-uvunazon-5-on (4a) mosnyyanu, Kak oru-
caHo paHee [7].

4-AnunaMuno-4-auxjopomeTni-2-denna-4,5-au-
ruapo- 1H-umunazon-5-ousn (4r-¢).

a) Cycnensuto 0,005 Mosib OIHOTO U3 COENUHE -
Huit (3r-e¢) B 20 MJI KOHLIEHTPUPOBAHHOM COJISTHOM
KucaoThl Kursatuan 30 muH. ITocie oxiaxaeHus cMech
oOpabaTeIBajld pacTBOPOM OMKapOOHaTa HATpUS IO
HEeNTpaabHOU Cpefibl, 0CaT0K OTOUIBTPOBLIBAIN, BbI -
CYILIMBAJIM B BAKyyM-2KCUKATOPE Hall MEHTAOKCUIOM
¢ochopa u coenuHeHUs (4r-€) OUUILAIN TIEPEKPUC -
TAJUTU3ALUEN.

0) K pactBopy 0,02 Mosb ogHOro 13 a3J1aKTOHOB
(20,8) [13] B 50 My Ge3BOgHOTO TeTparuapodypaHa
nobapisiiu cHavana 3,13 r (0,02 Monb) ruapoxiaopu -
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na 6eHzamuauHa, a 3ateM 2,80 mut (0,02 Monb) Tpu-
stmiamuHa. CMech nepeMerBany ripu 20-25°C 72 g,
0camoK OT(GWIBTPOBLIBAIN, IIPOMBIBATIN BOIOM, O0B-
eIUHSIIA C OCalKOM, BbIACJIEHHBbIM U3 (uUIbTpaTta,
BBICYIIIMBAJIU B BaKyyM-3KCUKATOPE Haj MEHTAOKCHU -
noM dochopa u coenuHeHus (40,B) ouuIIaayd mepe-
KPUCTALIA3ALIUEN.

2-Ankun(apua)-5-cdennn|1,3]okcazono[4,5-d]nu-
puvuauH-7(6H)-onbl (11a-e).

a) Cmecp 0,003 Mosib OAHOTO M3 COEIMHEHUM
(4a-e) m 7 M yKCycHOro aHruapuaa Kursatwim 10 4,
oxJaXxIajlu, BBIMABIIWK OcagoK OT(UILTPOBBLIBAJIY,
MPOMbBIBAJIM BOJOM, BBICYIIMBAJIM B BaKyyM-3KCHUKa-
TOope Haja TMeHTaoKcuaoM ¢ocdopa M COSOTMHEHUS
(11a-e) ouniany nepeKpuCcTaIN3auei.

0) Cmecb 0,01 Mosb onHOro U3 coevHeHU (4a,e)
u 15 Mi1 nupuarHa KUNSTuad 10 4, mupuauH yaais -
JIM B BAaKyyMe, OCTaTOK 00pabaThiBaJIM BOAOM, OCaI0K
OT(GWJIBTPOBBIBAIA, BBHICYITUBAIA B BaKyyM-3KCHKa -
TOpe Haja TeHTaokcuaoMm ¢ochopa M COEAUHEHMS
(11a,e) oumianu TepeKpUcCTAIM3aleid U3 YKCYC-
HOI KucioThl. Beixon coemuuenus (11a) — 85%, a
coequHenus (1le) — 71%. Ilpoba cmeireHusT MBYX
o0pas1oB coenuHeHust (11a) unu (11e), moaydyeHHbIX
MeToJaMHM a U 0, He JaBajia IeNpecCUr TeMIepaTyphbl
nnapneHus1, MK-cnekTpsl ux ObUIM MACHTUYHBI.

2,5-Tudennn-7-xaopo[1,3]okcazono|4,5- dlnupu-
muauH (15). Cmech 0,87 r (0,003 Monb) coequHeHUs
(11a), 10 v xmmopokcuna docdopa 1 0,36 r (0,003 Moib)
N,N-mumeTnIaHIMHA KANSTWIN 3 4, XJIOpOoKCcH, poc-
dopa ymamsyim B BaKyyMe, OCTaTOK 0OOpabaThIBaIN
BOJIOM, OCaJ0K OT(UIBTPOBBIBAIM, BBICYLINBAIU B
BaKyyM-3KCUKATOpe HaJ IEeHTAaoKCcuaoM (ochopa u
coenquHeHue (15) ouninanyu nepeKpucTalIn3aliuei.

2,5-Tudenun-7-dennaruo|1,3]okcazonol[4,5-d]

mapumvuanl (16). Cmecs 0,62 1 (0,002 Monb) coemnu-
HeHus (15), 0,22 1 (0,002 Monb) TnodeHona u 0,28 M
(0,002 Moub) TpuaTHUIAaMUHA B 15 MJI AMOKCaHa KU -
AT 6 9, TUOKCAH YIalssId B BaKyyMe, OCTaTOK
00pabaTbIBaiM BOIOH, 0CanioK OT(UILTPOBLIBAIU, BbI-
CYILLIMBAJIM B BaKyyM-3KCHUKATOpe Haj MeHTAOKCUIOM
docdopa u coenaenne (16) ounIIaIN EPEKPUCTA -
JU3aluei.

Jlntepatypa

PeHTreHoCTpYKTYpHOE HCCIIEI0BAHAE

PeHTreHOCTpyKTypHOE MCCIeq0BaHNE MOHOKPHC -
Tajutla coeAHeHUsa lle ¢ JTMHEWHBIMU pa3MepaMmu
0,55x0,36x0,29 MM TIpoBeACHO TTPU KOMHATHOM TEM -
reparype Ha aBTOMaTUYECKOM YeThIPEXKPYKHOM U -
dpaxkromerpe Enraf-Nonius CAD-4 (CuKy — u3iny-
yeHue A 1,54178 A°, oTHoOLIEHNE CKOPOCTE CKaHU -
poBaHust 20/m = 1,2. Bcero Obu1io cobpaHo 5017
OTpaxXeHU, U3 KOTopbix 4740 SIBASIOTCS CUMMETPH -
YecKM He3aBUCUMBIMU. KpucTtaninbsl coenuHeHus 1le
TpukiauHHbe; a = 10,8344(4), b = 11,717(5), ¢ =
12,907(3) A°, a = 74,00%3), B = 65,16(3), y =
71,85(4)°, V=1399,3(9) A°°, M = 269,3, Z = 4, dgpiu
= 1,278 F/CM3, u=0,71 MM'I, F(000) = 568, npo-
ctpanctBeHHas rpymma P-1 (N 2). Ctpykrypa pac-
murdpoBaHa MPSIMbBIM METOJOM U YTOUYHEHA METO0M
HauMEHBIIIMX KBaIpaTOB B MTOJIHOMAaTPUUYHOM aHU30-
TPOITHOM TIPUOJIMKEHUU C HCTIOJb30BAaHUEM KOM -
miekca nporpamMm SHELXS97 u SHELXL97 [33,34].
B yroyHeHum wucnonb3zoBaHo 4740 oTpaxeHUil ¢
I>2c(1) (3682 yrouHseMbIX MmapaMmeTpa). Bce aTombl
BoJlopoda B MoJieKyJe 11le ObLIM BBISIBACHBI U3 pa3-
HOCTHOTO CHMHTE3a 3JICKTPOHHON TIOTHOCTH U YTOY -
HeHbl U30TpornHOo. OKOoHYaTelbHbIe 3HAUYeHUS (ak-
TopoB pacxomguMmocti R = 0,0542 m Ry = 0,1576,
GOF = 1,055. OcratouyHas 3JeKTPOHHAs IMJIOTHOCTH
U3 paszHocTHOTO psiga Dypwe cocrasager 0,35 u -0,27
e/A°3. BecoBasi cxema o = 1/[02(F02) + (0,0922P)2
+0,3302P], rie P = (Fo? + 2Fc?)/3). [onublii Ha6op
PEHTIeHOCTPYKTYPHBIX JAHHBIX U1 coeauHeHus 11e
3amenmoHnpoBaH B KaMOpHUmKCKOM GaHKe CTPYKTYp-
HBIX JaHHBIX (Ne614812).
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