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HucrutyT cumHTMLIsIuMoHHbIX MatepraioB HAH YkpauHbt
XapbkoB, YKpanHa

MGTOZ[OM PEHTIeHOCTPYKTYPHOTO — aHAJM3a
HCCJIEI0BAHO TTPOCTPAHCTBEHHOE CTPOEHME
N-(1,5-qumeTni-3-0kco-2-peHn-2,3- Iuruapo-
1-H-niupasoun-4-un)-2-rugaporcu-2-(2-oxco-1,2-
nuruapo-3H-uapon-3-unmmnaen )-aneramuaa. CTpo-
eHUEe MOJICKYJIbI MOXKET OBbITh MPEACTAaBICHO KakK
CYTIEPIIO3UITUST TPEX PESOHAHCHBIX CTPYKTYP.

Knrouegvte cnosa: 2-0oKCOMHAOINH, PEHTTEHOCTPYK-
TYPHBI aHa/IN3.

BBEJAEHUE

Cpeny TPON3BOIHBIX 2-0KCOMHIOINHA HalZIeHO
GOJIBILIOE KOJIMYECTBO COEMHEHMI, KOTOPBIE ITPOSIB-
JITIOT BBICOKYIO (hapMaKOJIOTUYECKYI0 aKTHUBHOCTD
[8, 10-12, 14]. B To Xe BpeMs IPOU3BO/IHBIE 2-OK-
COMH/IOJIMH-3-TJIMOKCUJIOBOM  KHUCJIOTBI OCTAIOTCS
MpaKkTUYecKu HendydeHHbIMU. Hamu ocyriecTBieH
CUHTE3 aMUUPOBAHHBIX MTPOU3BOIHBIX 2-OKCOWH-
JIOJIMH-3-TJIMOKCUIIOBON KUCJIOTHI M ObLI TOJTydYeH
psal coerHenuii, 00/IaiaonnuX BHICOKOW aHTUTH-
MMOKCUYECKON, aHTUOKCUIAHTHOW, HOOTPOITHOW W
11epebPOITPOTEKTOPHON aKTHUBHOCTHIO [ 1, 5-7].

[Lesbio HACTOSAIIETO UCCTIEN0BAaHKS OBbLIO yCTa-
HOBJIEHUE OIIPEIeIEHHBIX 0COOEHHOCTEN CTPOEHUS
N-(1,5-mumetni-3-0kco-2-dhenun-2,3- IuTuapo-
1-H-ntupasou-4-un)-2-rugaporcu-2-(2-oxco-1,2-
IUruaApo-3 H-wapon-3-unnaen )-anetTaMuaa MeTo-
JIOM PEHTT€HOCTPYKTYPHOTO aHATN3A.

MATEPHAJIbI 1 METO/1bI
NCCJIENOBAHUA

B kpyriogonnyio kosiby kK pactBopy 2,33 1
(0,01 moub) aTHIOBOTO 3pUpa 2-0KCOUHIOTUH-3-

TJIMOKCUIIOBOM KUCJIOTHI [2] B 5 eM?® arokcana pu-
6asrstior 2,02 v (0,01 Mosb) 4-aMUHOAHTUTTUPH-
Ha U HarpeBatoT KOJIOy Ha 9JIEKTPUYECKON TJIUTKE
60 MuH. 3aTeM KOOy OXJIaKIAIOT, PEAKIIMOHHYIO
Maccy MePeHOCAT B BOLY, MOIKUCICHHYIO XJIOPUC-
TOBOJOPOAHON KucaoToit 10 pH 3-4. Ob6pasosas-
IIUICST 0CaloK OT(UIBTPOBBIBAIOT, TIPOMbBIBAIOT
BOJIO#, BbicymuBaioT. Borxon 3,60 r (92,3%). T.u.
232-234°C (aranou). Cnextp AMP 'H §, m.u,,
(J, Tm): 15,89 (1H, ¢, OH), 11,90 (1H, ¢, NH-un-
mox), 10,67 (1H, ¢, NH-amun), 8,12 (1H, n, 4-H),
7,52 (2H, M, 3,5-H), 7,35 (3H, m, 6-H+2",5’-H),
7,11 (3H, m, 5,7-H+4’-H), 3,40 (3H, ¢, NHCH,),
2,20 (3H, ¢, CH,),. Haiizneno, %: C, 64,57; H, 4,68;
N, 16,44. C, H, N, O,. Boruucneno, %: C, 64,61; H,
4,65; N, 16,39.

Kpucrammst N-(1,5-aumeTni-3-okco-2-de-
Hu-2,3-1uruapo- 1- H-nupaszon-4-uim)-2-Tuapok-
cu-2-(2-oxco-1,2-gurunpo-3H-uagon-3-uin-
JleH )-arleTaMuia  MOHOKJIMHHbIE, C21H18N4O .
C,H,OH, npu 20°C a = 27,542(3), b = 9,745(1),
c=22,326(2) E, B = 124,57(1)°, V = 4934,3(8)
E°, M, = 432,21, Z = 2, npocTpaHCTBEHHas IPyII-
ma C2/c,d, =1,1641/cv? u(MoK ) = 0,083 mm,
F(000) = 1822. ITapameTpbl 2/1eMEHTAPHON sSTY€ii-
ku u wHTeHcuBHOCTH 18913 oTpawxenuit (4342
HE3aBUCUMBIX, Ri t=0’033) n3MepeHbl Ha ud-
paKkTOMeTpe «Xcalibur-3» (MoK wusnyuennue,
CCD-nerextop, TpauTOBBIII MOHOXPOMATOP,
®-ckanuposatue, 20 = 50°).

Crpykrypa pacimugpoBana IpPSIMbIM METO-
noM 1o komiutekcy mporpamMm SHELXTL [13].
[Ipu yTouHeHUU CTPYKTYPbI HaJArajuch OrpaHu-
YeHMsl Ha JUIMHBI CBsA3EH B COJbBATHBIX MOJIEKY-
sax aranosa (Csp?-Csp® 1.51 A u Csp3-O 1.43 A).
[TosokeHmst aTOMOB BOZIOPO/IA BBISIBJIEHBI U3 Pa3-
HOCTHOTO CHHTE3a 3JIEKTPOHHOM TIOTHOCTH (J171s1
MOJIEKYJT PACTBOPUTENIST PACCUUTAHBI TEOMETPU-
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Puc. 1. Obwuii 6ud morexyavt N-(1,5-0umemun-3-oxco-2-penu-
2,3-0uzudpo-1-H-nupaszon-4-un)-2-zudporcu-2-(2-okco-1,2-0u-
2u0po-3H-undon-3-unuden) -ayemamuoa.

YeCKM) U YTOYHEHBI 110 MOJIEJU <«HAE3HUKA> C
U . =nU__ (n=1.5ana MeTuabHbIX rpynn u n=1,2
JIJIsT OCTAJIBHBIX ATOMOB BOZIOPO/Ia). ATOMBI BOJIO-
pojia, yyacTByfoIre B 00pa3oBaHUN BOJOPOIHBIX
CBsI3€il, YTOUHSJIMCH B W30TPOITHOM MPUOJIVIKE-
uuu. Ctpykrypa yrounena mo F? mosnomaTpuy-
wbiv MHK B aHM30TPOITHOM TPUOIMAKEHWH 1151
HEBOAOPOJHBIX atoMoB 10 WR, = 0,091 nmo 4216
orpaxkenusm (R, = 0.039 o 2467 orpaxenusam c
F>4 (F), S = 0,839). [ltuubl cBsi3eii 1 BaJleHTHBIE
YTJIbI TIPUBeIeHbI B TabJ1. 1 1 2 COOTBETCTBEHHO.

PE3VJIBTATbBI UCCJIEAJOBAHUA
N NX OBCY/RAEHUNE

Crpoennie N-(1,5-mumerun-3-okco-2-heHu-
2,3-nuruapo-1-H-nmupaszon-4-ui)-2-ruipoKcu-

TABJINIIA 1
Jlmnb cBazeii (A) B crpykrype N-(1,5-mumern-
3-okco-2-Ppenun-2,3-nuruapo-1- H-nupazo-
4-win)-2-rupokcu-2-(2-okco-1,2-quruapo-
3H-vH10J1-3-WIH/eH ) -aleTaMuia

Casasb 1 Cas3b 1
N(1)-C(8) 13372) |N(1)-C(1) | 1,390(2)
0(1)-C(8) 1304(2) |C(1)-C2)  [1,375(2)
C(1)-C(6) 1,4032) | O(2)-C(9) | 1.241(2)
N(2)-C(10) 13202) |N@2)-C(11) | 1,419(2)
C(2)-C(3) 1386(3) | O(3)-C(10) |1,233(2)
N(3)-C(12) 1,368(2) |N(3)-N(4) | 1,404(2)
N(3)-C(15) 1,453(2) | C(3)-C(4) 1,376(3)
0(4)-C(13) 1248(2) | N(4)-C(13) | 1,379(2)
N(4)-C(16) 14202) | C(4)-C(5) | 1,385(2)
C(5)-C(6) 1395(2) | C(6)-C(7) | 1.452(2)
C(7)-C(9) 1413(2) | C(7)-C8) | 1,417(2)
C(9)-C(10) 1,530(2) | C(11)-C(12) |1,355(2)
C(11)-C(13) 1413(2) | C(12)-C(14) |1,482(2)
C(16)-C(17) 1379(2) | C(16)-C(21) |1,382(2)
C(17)-C(18) 1,380(3) | C(18)-C(19) |1,380(3)
C(19)-C(20) 1371(3) | C(20)-C(21) |1,374(3)
C(18)-0(1S) 1,422(5) | C(1S)-C(2S) |1,513(5)
0(28)-C(38)#1 | 1422(5) | O(2S)-C(3S) | 1,422(5)
C(3S)-C(4S) 1,512(5)

2-(2-okco-1,2-purnapo-3H-uHmpom-3-uaniaeH)-
areTaMujia yCTaHOBJIEHO PEHTTEHOCTPYKTYPHBIM
ucciaenosanueM (puc.1, taba. 1, 2). B kpucran-
Jie coeluHeHre CyNeCTBYET B BUJE COJIbBATa C
ATAHOJIOM, MOJIEKYJIa KOTOPOTO Pa3ymnopsiioyeHa
MO0 JIBYM TIOJIOKEHWSIM C PaBHOBEPOSITHOI 3ace-
JIEHHOCTDHIO. B OTHOM M3 MOJIOKEHU COMbBATHAS
MOJIEKYJIa 9TAHOJIA HAXOAUTCS B YACTHOM TIOJIO-
JKEHWUH, ATOM KHCJIOPO/A JIEKUT B IJIOCKOCTU CUM-
METPUN.

Burukindecknit  (hparMent, THAPOKCHIbHAS
rpynna u kapbonunabhas rpymma C(9)=0(2) Je-
JKaT B OJIHOM 1tockocTu ¢ TouHocThio 0,01 A. Yroa
MEXKIY HTUM TIOCKUM (hparMeHTOM U TLIOCKOC-
ThIO aMHUIHOTO hparMeHTa coctasiseT 7,8°. Ana-
U3 UMK cBsAseit nokasad, uto cesasu C(9)-0(2)
1,241(2) A u C(10)-0(3) 1,233(2) A YJTMHEHBI
110 CPABHEHUIO ¢ MX cpeHuM 3HaueHnem [9] 1,210
A a csasu N(1)-C(8) 1,337(2) A u O(1)-C(8)
1,304(2)) A yKopoueHbl (cpeanue sHadenust 1,372
Au 1333 A COOTBETCTBEHHO). [lmMHbI CBs3eii
C(7)-C(9) 1,413(2) A u C(7)-C(8) 1,417(2) A B
MOJIEKYJTe TIPAKTUYeCKH paBHbL Takoe mepepacti-
pejiesieHne 9JIeKTPOHHON MJIOTHOCTH 00YCJIOBIIE-
HO CHJIBHOM BHyTpI/IMOJIeKyJIHpHOI‘/’I PE30HAHCHO
yceuseHHol BopoponHoil cssasbio O(1)-H(10)...
0(3) H..O 1,58 A O-H..O 162° u mossouser
Mpe/CTaBUTh cTpoenne Mosexyabr N-(1,5-aume-
THI-3-0KCO-2-penni-2,3-auruapo- 1- H-nmupaszo-
4-nn)-2-runpoxcu-2-(2-okco-1,2-gurnapo-3H-
WHIO0J-3-WINJIeH )-alleTaMUIa KaK CYTePIIo3nuIinio
TPeX PE30HAHCHBIX CTPYKTYP C MPEUMYIECTBEH-
HBIM BKJIQJIOM CTPYKTYPbI €, B OTJHYUE OT WUC-
CJIEJIOBAHHOTO paHee ITUIOBOTO adupa 2-okco-
WHIOJMH-3-TITMOKCUTIOBOM KUCTIOTBI ¢ TAKUM JKe
bparmentom [4], rme oCHOBHOI BKJIAJ B CTpOE-
HU€e MOJIEKYJIbl BHOCUJIA PE30HAHCHASI CTPYKTypa
a (puc. 2).

[TaTrueHHbIl TETEPOIUKI PA3BEPHYT OTHO-
CUTEJHLHO TIIIOCKOTO aMUTHOTO (hparMenTa (TopcH-
onnbit yron C(10)-N(2)-C(11)-C(13) -62.3(2)°),
YTO TIPUBOJIUT K HAPYIIIEHUIO COMPSIKEHUs] MeK-
JLy IBYMSI TI-CUCTEMAMU U, KaK CJIe[ICTBUE, K Y/UIN-
nenmio casizn N(2)-C(11) 10 1,419(2) A 1o cpas-
HEHUIO CO Cpe/iHuM 3Hauenuem st ces3u Csp’-N
Bo (pparmente C=C-NH-C=0 (1 339 A). Hanu-
Yrie BUIMHATIHHBIX 3AMECTUTENIEN B TIATHUJIEHHOM
reTepoIrKe 00yCIOBINBAET 3aMETHOE OTTAJIKH-
BaHMe MeX1y HUMH (YKOPOYEHHbIE BHYTPHMO-
nexynspabie kouTtakthl H(15b)..C(16) 2,68 A
(cymma BaH/IePBaaIbCOBBIX pajnycos [3] 2,87 A),
H(15b)..C(17) 2.74 A (2,87 A), H(15c¢)...C(14)
2,75 A (2,87 A), C(15)...C(17) 3,32 A (3,42). Pe-
JIAKCAIMS 9TOTO CTEPUUYECKOTO HATIPSIKEHUS OCY-
MIECTBJISAETCS 32 CUET NMUPAMU/IATU3AINA ATOMOB
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TABJINIIA 2

Baneutsnsie yribl o (rpaa.) B ctpykrype N-(1,5-numerni-3-okco-2-dpenni-2,3-nuruapo-1-H-nupaso-
4-un)-2-ruapokcu-2-(2-okco-1,2-muruapo-3 H-unnon-3-wimeH ) -anerammuia

BaJIeHTHbIe YIJIbI ® BaJICHTHbIe Y1l ®
C(8)-N(1)-C(1) 110,0(1) C(2)-C(1)-N(1) 129,0(2)
C(2)-C(1)-C(6) 123,3(2) N(1)-C(1)-C(6) 107,8(1)
C(10)-N(2)-C(11) 123,2(2) C(1)-C(2)-C(3) 117,2(2)
C(12)-N(3)-N(4) 106,7(1) C(12)-N(3)-C(15) 123,4(1)
N(4)-N(3)-C(15) 116,7(1) C(4)-C(3)-C(2) 121,0(2)
C(13)-N(4)-N(3) 109,4(1) C(13)-N(4)-C(16) 125,8(1)
N(3)-N(4)-C(16) 121,0(1) C(3)-C(4)-C(5) 121,5(2)
C(4)-C(5)-C(6) 119,0(2) C(5)-C(6)-C(1) 118,0(2)
C(5)-C(6)-C(7) 134,9(2) C(1)-C(6)-C(7) 107,1(1)
C(9)-C(7)-C(8) 130,7(2) C(9)-C(7)-C(6) 124,2(1)
C(8)-C(7)-C(6) 105,1(1) 0(1)-C(8)-N(1) 118,7(2)
0(1)-C(8)-C(7) 131,3(2) N(1)-C(8)-C(7) 110,0(2)
0(2)-C(9)-C(7) 121,8(1) 0(2)-C(9)-C(10) 116,1(1)
C(7)-C(9)-C(10) 122,0(1) 0(3)-C(10)-N(2) 122,9(2)
0(3)-C(10)-C(9) 124,2(1) N(2)-C(10)-C(9) 112,9(1)
C(12)-C(11)-C(13) 109,5(1) C(12)-C(11)-N(2) 126,4(2)
C(13)-C(11)-N(2) 124,0(1) C(11)-C(12)-N(3) 108,9(1)
C(11)-C(12)-C(14) 129,6(2) N(3)-C(12)-C(14) 121,5(1)
O(4)-C(13)-N(4) 123,2(2) 0(4)-C(13)-C(11) 131,7(1)
N(4)-C(13)-C(11) 105,0(1) C(17)-C(16)-C(21) 120,7(2)
C(17)-C(16)-N(4) 121,5(2) C(21)-C(16)-N(4) 117,8(2)
C(16)-C(17)-C(18) 119,3(2) C(19)-C(18)-C(17) 120,1(2)
C(20)-C(19)-C(18) 120,2(2) C(19)-C(20)-C(21) 120,3(2)
C(20)-C(21)-C(16) 119,4(2) 0(18)-C(1S)-C(2S) 112(1)
0(25)-C(38)-C(4S) 102(1)

azota N(3) u N(4) (cymMMa BaJIeHTHBIX YTJIOB, LIeH-
TPUPOBAaHHBIX Ha aToMe a30Ta, 346,8° u 356,2° co-
OTBETCTBEHHO). JTO IPUBOJUT K HEKOTOPOMY Pa-
3YIIONIEHUIO TeTEPOIUKIA, KOTOPBIH HAXOIUTCS
B KOH(MOPMAIUKM KOHBEPT C OTKJIOHEHUEM aTOMa
N(4) ot cpenHeKBafpaTUIHO# MIIIOCKOCTH OCTaJIb-
ubix aroMoB ukia Ha 0,08 A, 1, CooTBETCTBEHHO, K
Pa3BOPOTY 3aMECTUTEJIEH IPYT OTHOCUTEIHHO JIPY-
ra (topcuonnbie yriabl C(15)-N(3)-C(12)-C(14)
33,1(3)°, C(16)-N(4)-C(13)-0(4) 15,9(2)°). Kpo-
Me 3TOTO OTTAJKWBAHUE MEXKIY 3aMEeCTUTEJSIMU
00yCJIOBIMBAET PasBOPOT OEH30JBHOTO KOJIbIA
OTHOCHUTEJIBHO TIJIOCKOCTH FeTePOITUKIA (TOPCUOH-

(6] NHR

I=

a

Hbiii yroar C(13)-N(4)-C(16)-C(21) -61,8(2)°).

B xpucranne monexynbt N-(1,5-mumernn-3-
oKco-2-denni-2,3-muruapo- 1- H-mupasosr-4-mi)-
2-trugpoxcu-2-(2-okco-1,2-quruapo-3 H-uumo-
3-wmzen)-aneramMuia  06pa3yroT  GeCKOHEUHbIe
I[EMOYKU BJIOJIb KPUCTAJIOrPAhUIECKOrO HATIPAB-
stenust [0 0 1] 3a cueT yepeyonmmxcs: MeKMOJIEKY -
JIAPHBIX BofopoanbIx cBaseil N(2)-H(2N)...0(2)’
(1-x, y, 0.5-z) H...O 2.02 A N-H...O 149° u N(1)-
H(1N)..O(4) (1-x, 1-y, -z) H..O 1.88 A N-H...O
171°. Kpome sToro B kpuctasie obHapyskerbl C-H...
I MEXMOJIEKYISIpHbIe Bojopoanbie cBsi3u C(14)-

H(14c)..C(3Y (0,5+x, 1,57y, 0,5+z) H.nm 2,84

NHR o NHR
/ T0H o)
— \
O OH

Puc. 2. Pesonancnvie cmpyxmypor monexyavt N-(1,5-0umemun-3-oxco-2-gpenun-2,3-ouzudpo-1-H-nupaszon-4-un)-2-zudpoxcu-2-(2-oxco-

1,2-0ueudpo-3H-undon-3-unuden)-ayemamuoa.
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A C-H..n167° u C(2s)-H(2sb)..C(10)’ (0,5+x, 1,5-
y, 0,5+z) H..m 2,61 A C-H...m 150°, a Taxske Mex-
MOJIEKYJISIPHBII yKopoueHHbIH koHTakT H(14a)...

H(2sa) (1,5-x, 1,5-y, 1-z) 2,16 A (2,34 A).

BbIBO/1bl

MeToZoM  PEHTreHOCTPYKTYPHOTO — aHAJIM-
3a HCCJIEJOBAHO IPOCTPAHCTBEHHOE CTPOEHIE
N-(1,5-gumeTn-3-okco-2-dheHunn-2,3- TUrui-
po-1-H-ttupazon-4-un)-2-ruipokcu-2-(2-okco-
1,2-murunpo-3H-uHpoJ-3-ninmaeH )-aleTraMua.
Crpoenne MOJIEKYJIbI MOKET ObITh IIPeCTaBIEHO
KaK CYIHEPIIO3UIIIS TPEX PE3OHAHCHBIX CTPYKTYDP.
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Memodom penmeenocmpyxmyprozo aunaiisy 00-
cnidxceno mpocmoposy 6ydosy N-(1,5-Oumemun-
3-0xc0-2-penin-2,3-0uziopo-1-H-nipazon-4-in)-
2-zidpoxcu-2-(2-oxco-1,2-0uziopo-3H-indon-
3-iniden )-auemamioy. bydosa monexyau moxce dymu
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The spatial structure of N-(1,5-dimethyl-3-oxo-
2-phenil-2,3-dihydro-1-H-pyrazol-4-yl)-2-hydroxy-
2-(2-0x0-1,2-dihydro-3H-indol-3-ylidene)-acet-
amide by the method of x-ray diffraction analysis has
been explored. The structure of molecule can be pre-
sented as superposition of three resonances structures.
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