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KPUCTAJUIMYECKASI CTPYKTYPA 4,10JU®EHNJI-1,3,7,9TETPAA3ACITAPO
[5.5]YHAEKAH-2,8 TMOHA
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I[Ipon3BoaHble  NMUPUMHMAVNHOB  SIBISAIOTCSE  (parMeHTaMH  MHOTHX  OHOJIOTHYeCKHM  aKTHBHBIX W
(hapMakosioOrnyecku BaKHBIX TMpenapaToB ¢ BbICOKO aHTHOAKTepHAJbHONl WJINM TNPOTHBOBHPYCHOIH
aKTHBHOCTbIO. TpPEXKOMMOHEHTHAs KOHJEHCALMS] PAa3JIMYHBIX apOMaTHYeCKHX aJibJerHI0B, MOYEBHHBI H
apoMaTHYeCKHX KETOHOB NPHUBOIUT K o0Gpa3oBaHHI0 rekcaruaponupumuno[4,5-dlnupumMuann-2,7-1H0HOB.
Hamu 6b11a McceaoBaHa B MPUCYTCTBUM CePHOIl KHCIOThI TPEXKOMIOHEHTHAsI KOHAeHcanusl GeH3ajbaeruaa,
MOYEBHHBI U aTH(PATHYECKOr0 KeTOHA-alleTOHA B cpele YKCYCHOH KHCJOTHI. B pe3yabTaTe GblJ1 CHHTE3UPOBaH
4,1041upenn-1,3,7,9rerpaasacnupo[5.5]ynnexan-2,8-1tuon (C19H20N402 « CH3COOH). Kpucraminyeckas
CTPYKTYpa CHHTE3UPOBAHHOIO coeANMHeHHUs Joka3zaHa MeTogoM PCA u nenonupoBana B KemOpumkckom GaHke
CTPYKTYPHBIX AaHHbIX (Homep aenoHupoBanuss CCDC 822976).[IpuMeHeHHe NMPOU3BOAHBIX NMHPHMHAHHOB
o0bsiCHsIET TOsIBJeHHe MoAM(UKANMii KJIacCHYeCKHX MeTO0B CHHTe3a M TOHCK HOBBIX MeETOIOB,
obecrneYnBaOIIHUX JOCTYMHOCTh COOTBETCTBYIOIMX (PYHKIHOHAIBbHO3AMEILEHHbIX MHPUMHUAHHOB.

Kirouerrble croBa: KpucTaJuinueckas cTpykTypa, 4, 10audpenun-1, 3, 7, 9rerpaazacnupo[5.5]ynaekan-2, 8-11oH.

CRYSTAL STRUCTURE OF 4,10-DIPHENYL-1,3,7,9-TETRAAZA SPIRO
[5.5]JUNDECANE-2,8-DIONE

Qurbanova M.M., Sadigova A.Z., Safarova A.Sh., Zamaova A.V., Gurbanov A.V., Guliyeva
T.Z., Maharramov A.M.
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The derivatives of pyrimidines are the fragments ofmany biologically active and pharmacological impaotant
compounds with high antibacterial and antiviral acivity.

The three-componental condensation of various arontig aldehydes, urea and aromatic ketones lead to ¢h
formation of hexahydropyrimido[4,5-d]pirimidine-2,7 -diones. In presence of sulfuric acid we have invégated
the three-componental condensation of benzaldehyderea and aliphatic ketone-acetone in acetic acid edia. As
the result the 4,10-diphenyl-1,3,7,9-tetraazaspird|5]undecane-2,8-dione ;oH,JN,0, - CH;COOH) has been
synthesized. The crystal structure of the synthemd compounds has been proved by RSA and depositadthe
Cambridge Structural Database (deposition number COC 822976). The use of pyrimidine derivatives
explained the appearance of modifications of clagsl synthetic methods and the research for new medis,
which provided the availability of the correspondirg functionally substituted pyrimidines.

Key words: crystal structure, 4,10-diphenyl-1,3;®&8aazaspiro[5.5]undecane-2,8-dione.

BBenenne

Kak m3BecTHO, MPON3BOIHBIC TUPUMHIINHOB SBISIFOTCS (parMeHTaMH MHOTHX OHMOJIOTHYECKH
AKTUBHBIX U (PApMaKOJIOTHUYECKH BAXKHBIX COCIUHEHUI, B TOM YMCJIe arOHUCTOB M aHTAaroHHUCTOB
Pa3IMYHBIX PEIENnTOpPOB, MpPEnaparoB ¢  BHICOKOW aHTUOAKTEpHUATHHOW WM MPOTUBOBUPYCHOM
akTUBHOCTHIO [2; 5; 8]. Takoe pasHooOpasue MpUMEHEHUH TPOU3BOIHBIX TUPHMHIAHOB OOBSICHSIET
MOSIBIICHHE MOJMU(UKAIMA KIACCHYECKMX METOJIOB CHHTE3a H IIOWCK HOBBIX METOJIOB,

06eCHe‘II/IBaIOH.II/IX JOCTYIIHOCTb COOTBCTCTBYIOIIHUX (I)yHKLII/IOHaJIBHOSaMeH_IeHHBIX MUPUMUIUHOB.



TpéxkoMIOHEHTHAsT KOHJCHCAIIUSI Pa3IMYHBIX APOMATHYECKUX aIbJETHIO0B, MOUYEBUHBI H
anleroeHOHA TPUBOJAMT K OOpa3oBaHHIO Tekcaruaponupumuao[4,5-djmupumunia-2,7-110HOB
[1,3]. IIpomoikast mccieoBaHUST B 9TOM 00JacTH, HaMu ObUla MPOBEJICHA TPEXKOMITIOHCHTHASI
KOHJICHCAIMsT O€H3aJIbJeTH/1a, MOYCBHUHBI U alleTOHa B MPUCYTCTBUHU CepHOM KucaoThl [4]. B
pe3yiibrate ObLTa CHHTE3UpPOBaHA U JIOKa3aHa KpucTayuimdeckas crpykrypa 4,10maudpennn-1,3,7,9-

teTpaazacnupo[5.5]ynnekan-2,8-muona (l):
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BKCHepI/IMeHTaJILHaﬂ qacTb

PeHTreHOCTpyKTYypHOE HCClie/IoBaHKe coelrHeHus: | mpoBeneHo Ha audpakrtomerpe Bruker
SMART APEX Il CCD (T = 296 KAMoKa — u3nydenue, rpahuToBbIii MOHOXPOMATOpP, @ U ® —
ckanupoBaHue, 0max = 52°). Kpucrammer ans PCA momydeHbl JBYKpaTHOW KpUCTaLTH3alUeiH
coequaeHus | u3 stanona. Kpucramn coemunennst C19Ho0N4O2 - CH3COOH xentoiit, Ty, = 242°C,
pazmep 0.1x0.2(x0.30mm, MoHokMHHBIA: a = 11.422 (2), b = 8.993 (2),= 19.908 (4)p = 99.163°
4), Vv = 2018.7 (7) A MpOCTpaHCTBeHHas rpynna P2)/c, Z = 4, d = 1.304r/em, p = 0.092mm 2,
N3amepennt nateHcuBHOCTH 18312 otpakenuit (3882 HesaBucumbix otpakenuit, Rp = 0,0842),m1s
KOTOPBIX BBEJICHA MOTYIMITUPHYUECKAs IMOMpaBKa Ha TOTJIOMEH e ¢ ToMOIbio mporpammbel SADABS
[6].

Crpykrypa coeauHeHust | pacimmdpoBaHa NpsSMBIM METOAOM U YTOYHEHA METO/I0M
HaMMEHBIINX KBaJPaToOB B aHU30TPOITHOM NPHOIMKEHUH JJIs1 HEBOJIOPOIHBIX aTOMOB, COJIbBATHAs
MoJsiekymna ykcycHou kuciaotel — CH3COOH 3aHmmaer aBe kpucrauiorpa@uyeckuie MO3HUIUU C
3acenenHoctsmu 0.6 : 0.4.

ATOMBI BOJIOpOJIa aMHUHO- M THAPOKCHUTPYIIII B COJIbBATHOM MOJIEKYJe YKCYCHOM KHCIIOTBI
BBISIBIIEHBI OOBEKTMBHO B pa3sHOCTHBIX cuHTe3aXx @Dypbe M BKIIOYEHBI B YTOYHEHHE C

(UKCUPOBAHHBIMH TTO3UIIMOHHBIMH M H30TPONMHBIMH TeIuioBbIMU mapamerpaMu  (U,;o(H) =
1.2U,:(N) u U,,(H) = 1.8J,,,(0)).

KoopauHaThl OCTaIBHBIX aTOMOB BOJIOPO/Ia PACCUMTAHBI M3 T€OMETPHUCCKUX COOOpaKeHUH 1
YTOYHEHBI TI0 MOJICTIH «HAe3THUKA» TaK)Ke ¢ PUKCHPOBAHHBIMH TEIJIOBbIME Tapamerpamu U.,(H)
= 1.8U,4(C) mst rpynn CHzu U,.(H) = 1.2J,,,(C) st Bcex ocTanbHbIX Tpymnn. OKOHUATEIbHBIE

3HaueHUs1 (akTopoB pacxomumoctH paBHbI R; = 0,0960m1a 2142 He3aBUCHMBIX HAOJFOaeMBIX



orpakenuit ¢ | > 20(1) m WR2 = 0.1977 nns Bcex HE3aBUCHMBIX OTpakeHui. Bce pacueTsr
MIPOBEJICHBI C TIOMOIIBIO KoMILIeKkca mporpamm SHELXTL [7].
Crpykrypa | npenonupoBana B KemOpupkckoM OaHKe CTPYKTYpHBIX JIQHHBIX (HOMEp
nenonupoBanus CCDC 822976).
O6cy:kaenne pe3yJabTaToB
[lepcnieKTUBHBIN BUJ MOJIEKYJIb ¢ HyMepalnuelt HeBOJIOPOIHBIX aTOMOB IOKa3zaH Ha puc. 1. B
MOJIEKyJIe MMEIOTCs iBa mupumMuanHoBbIX 1ukia: A — C(1) C(2) C(3) N(1) C(4) N(2)u B — C(1)
C(5) C(6) N(3) C(7) N(4), coemunennbix BepmuHamMu B artome yriepoma C(1). O6a stm
reTepoIMKIa B KpPHCTaIe UMEIOT KoH(popmaruio codsl: B mukie A arom C(2) ma -0,592&
OTKJIOHSIETCSI OT CpeHel IIocKocTH, mposeaeHHoi yepe3 arombl C(1), C(3), N(1), C(4)u N(2)
(mmockocTh 1, OTKIIOHEHHE YKa3aHHBIX aTOMOB OT IUIOCKOCTH 1 He MpeBbIIIacT 0,07A IIpU CpeTHEM
3HAYCHUN 0,04&), a B mukie B arom C(5) Ha 0,642& OTKIIOHSIETCS OT CpeAHed IIOCKOCTH,
mposeaennoi gepe3 atomsl C(1), C(6), N(3), C(7x N(4) (mmockocTh 2, OTKIOHCHHE yKa3aHHBIX
aTOMOB OT IUIOCKOCTH 2 HE IPEBBIIIAET 0,06 IIpH CpEeIHEM 3HAUYEHUU 0,05&). Ob6a (eHnIBHBIX
3aMeCTHUTENsI OPUSHTUPOBAHBI IICeBI0IKBaTOpHUaNbHO: atoM C(8) oTkitoHsieTes ot tiockocTr 1 Ha -
0,851&, a arom C(14) OTKJIOHSETCS OT IUIOCKOCTH 2 Ha 0,504&. Yron Mexay HOpMaIsIMUA K
miockocTssM 1 1 2 coctaBinster 88,2°. OCHOBHBIE MEKATOMHBIE PACCTOSHHS M BAJICHTHBIE YITIBI

MOJIEKYJIbI CBEJIEHBI B Ta0. 1.

Puc. 1.IlepcnekTHBHBIIA BH MOJIEKYJIbI ¢ HyMepanHeii HeBOJOPOJIHBIX ATOMOB.



Taéiuna 1 — OcHoBHbIe MexkaTomuble paccrosians d (A) m BajenTHbIe yrabl o (rpax.) mis
moutekyJabl C1gH20N402- CH3;COOH

Cas3b d Cas3b d Ces3b d

0(1) -C(4) 1.236(5) C(2) -C(3) 1.495(6) N(4) -C(1) 1.470(5)

0(1) —-C(7) 1.240(5) C(1)-C(2) 1.523(5) N(4) —C(7) 1.329(5)

N(1) —C(4) 1.340(5) N(3) —C(6) 1.454(5) C(20) —C(21) 1.496(9)

N(1) —C(3) 1.441(5) N(3) —C(7) 1.345(5) C(20) —0(4) 1.315(9)

N(2) —C(4) 1.344(5) C(5) -C(6) 1.519(5) C(20) —0(3) 1.216(9)

N(2) —C(1) 1.443(5) C(1) -C(5) 1.510(5)

Yroa ® Yroa ® Yroa ®
C(4) —N(1) C(3) |[126.3(3)] C(7)—N(4)—-C(1) | 126.3(3)| C(5)-C(6)—C(14) | 113.4(3)
N(1) —=C(4) = N(2) | 117.4(4)] N(4)—-C(7)—N(3) | 117.8(3)|] C(2)-C(3)—C(8) | 111.0(3)
C(4)—-N(2)-C(1) | 123.9(3)] C(7)—N(3)—C(6) | 123.6(3)| N(1)-C(3)-C(8) | 111.0(3)
N(1) —-C(3) - C(2) |108.6(4)] N(3)—-C(6) —N(5) | 106.8(3)] O(1) —C(4) —N(1) | 120.3(4)
C(3)-C(2)-C(1) |112.6(3)] C(1)-C(B)-C(6) | 111.7(3)| O(1)-C(4) —N(2) | 122.3(4)
N(2) —-C(1) - C(2) | 106.9(3)] O(2) — C(7) —N(4) | 122.0(4)| 0O(2) — C(7) — N(3) | 120.2(4)
N(4) —C(1) - C(5) |108.3(3)] N(3)-C(6)—-C(14) | 111.0(3)
B KkpucCTamHueckod CTPYKType HMEIOTCS MEKMOJIEKYISIPHBIE  BOJJOPOJHBIE  CBSI3H,

reOMEeTPUYECKHE MapaMeTphl KOTOPBIX MpecTaBieHbl B Tabn. 2. Ha puc. 2 mokasaHa MpOEKITHsI
KPUCTATMYECKON CTPYKTYPHI (0€3 COMBBATHBIX MOJICKYJI YKCYCHOM KHCIIOTHI) BIOJb OCH B. 3a c4eT
N(2)-H(2N)...O(1)#2 u N(4)-H(4N)...O(2)#1 wmonekybl

HECHTPOCUMMCTPHUYIHBIC

H-cBs3eit 00BEIUHAIOTCS B

«MOJIEKYJISIPHBIE ~ CTOJIOBI», OPHUEHTHPOBAHHBIE BIOIb OCH B. DTH
«MOJIEKYJISIPHBIE CTOJOBD» BUHTOBBLIMH OCSMH «YIAKOBBIBAIOTCS» I10 MPUHIIUIY <«BBITYKIOCTH K
BIAIWHE», W B pe3yJibTare MOJIydYaeTcs KPUCTAUIMYECKas CTPYKTypa, HO CO CKBO3HBIMH
«JIBIPKaMHU», OPHEHTHPOBAHHBIMU BJOJh OCH B. VIMEHHO B 3THX «IBIPKax» M PacIioaratoTCst
COJIbBATHBIC MOJICKYJIBI YKCYCHOM KHCIOTHI, WIETISISICh» H-CBA3SIMHU 3a OCHOBHOM MOJICKYJISIPHBIH
KapKac KPUCTAJUTHYECKON CTPYKTYPHI.

Coenuuenue | sBIsleTCSs JAHACTEPEOMEPOM C JBYMS aCHMMETPUYECKHMH IEHTPAMH TIPH
atomax yriepoaa C(3)u C(6).

Kpucrann u3ydeHHOTO COCIMHEHHsS TMPEICTaBIsIeT CcO0O#M pareMar ¢ OTHOCHTEIbHOM

KOH(HUryparmei XupanrbHbIX aToMOB —rac 3R, 65 .




Puc. 2. TIpoeknus KpHCTALINYECKOM CTPYKTYPbI (0€3 COMBBATHBIX MOJIEKYJT YKCYCHOM
KHCJIOTBI) BI0JIb OCH 6 (BOJAOPO/IHBIE CBSI3H MOKA3aAHbI MITPUXOBHIMH JIHHUSIMH).

Ta6auna 2 —Iapamerpsl BogopoxHbix csiseii (d / Au o / rpan.)

IMapameTpsbi d/(D-H) d/(H...A) d/(D...A) o/(D-H...A)
N (1) — H (IN)...O(3)#1 0.86 2.11 2.833 (5) 142
N (1) — H (IN)...O(4)#1 0.86 2.42 2.868 (9) 113
N (2) — H (2N)...0O(1)#2 0.86 2.02 2.845 (5) 159
N (3) — H (3N)...0(3) 0.86 2.15 2.927 (10) 149
N (4) — H (4N)...0(2)#1 0.86 2.06 2.908 (4) 171
O (4) —H (4A)...0(2) 0.90 1.89 2.770 (11) 166
O (4)—H (4B)...0(1)#1 0.90 2.10 2.882 (4) 145

* D — mpoTOHOZOHOP, A — TPOTOHOAKIIETITOP.
CummeTprdecKkue mpeodpazoBaHus IS SKBUBAJICHTHBIX aTOMOB!
#1 —x+1, -y+1, -2z #2x+1, -y, -Z.
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