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CUHTE3 U CTPOEHUE TMAOPATA 2-[(6-AMWUHOMNMUPUMNONH-4(3H)-
OH-2-UN)CYNb®AHUN]ALETATA TETPA®EHUINCYPbMbI

F0.0. ly6anoea, O.K. LlapymuHa, A.I. Kum, K.FO. lTempoea
FOxHO-Ypanbsckuli eocydapcmeeHHbill yHusepcumem, 2. YensabuHck, Poccus

[TpoxykroM B3aMMOACHCTBHS TECHTAQCHUICYPBMBI C THAPATOM 2-[(6-aMHHOTTHPHMUIMH-
4(3H)-oH-2-um)cy mb(haHUI|YKCYCHOH KHCIOTHI aBIieTca  2-[(6-amurommHpuMugnH-4(3/1)-0H-
2-mn)cynbhanmalaneTar TeTpad)CHUICYPBMBI, KOTOPBIH 00pa3yeTcs B PE3yIbTATC 3AMCIICHHSA
aroma Bogopoaa Ha ¢gparment Ph,Sb B xapOokcunbrO# Tpymme. CoequHeHNE BBIIEICHO B (hopme
THOpaTa ¢ BEIXOAOM 78 % W mpeacTaBiIieT COOOHW OCCIBCTHBIC KPHCTAIUTHI C TCMIICPATYPOH
masieHus 197 °C. CoenmHeHne oxapakTepu30BaHo MeTogaMu MK-criekTpockonny 1 peHTTEHO-
cTpykTypHOTO aHamm3a. B UK-criekrpe COCTMHCHUA HMCIOTCS MOJIOCH MOTJIONICHAS KapOOHIITB-
HBIX TPYIII, HAXOIAIIUXCA B IUKJIE M B KHCJOTHOM OCTATKE, ¢ yacTotamu 1629 u 1603 cM ' co-
OTBETCTBCHHO. 110 TAHHBIM PEHTTCHOCTPYKTYPHOTO aHAJIM3a, MMPOBEACHHOTO HA TH(PAKTOMETPE
D8 QUEST ¢wupmsr Bruker, kpurammorpaduieckue nmapaMeTpsl 3IEMEHTAPHOM STMEHKH COCIH-
HEHHs. TPHKIMHHAS CHHIOHMS, IpyImma cummeTpun P1; a = 9,551(3), b = 13.469(3),
c = 14.484(5) A, o = 86,355(11)°, B = 74.421(18)°, v = 76.483(10) °, VV = 1745,09) A°,
Pose = 1,234 T/CM. ATOM CYPBMBI HMEET HCKAKCHHYIO TPHIOHATBHO-OHITHPAMHIATEHYIO KOOD-
muHanmo. AxcuamsHb yron OSbC cocrapmaer 179,42(10)°, cymma yITIOB B 3KBATOPHAIBHOH
IOCKOCTH pasHa 357,0(13)°. AxcuambHas CBA3h H 3KBaTOpHATBHEIC CB3H Sb—C pasHeI 2,175(3)
A m 2,107(3)-2.139(3) A coorserctBenno. Jlmmna cBasu Sb—O cocrasmser 2,253(2) A. B mose-
KyJie omguHapHAsS u aBoiiHas cBa3u C—O B KapOOKCHIBHOH Tpymme HE BHIPOBHCHH (1,283(3) m
1.226(4) A coorBercTBeHHO). ITHPHMIIMHOBBIH IHKI ABIACTCA MPAKTHUYECKA TLIOCKHM, aTOMBI
YTIIEPOAA | a30Ta OTKJIOHSIOTCA OT CpeHeH IIOCKOCTH He 6oiee, ueM Ha 0,012 A: atom ceps
BBIXOUT M3 TIIOCKOCTH IUKJIA HA BEIMUHHY, paBHYIo 0,106 A.

Knrouesvie cnosa: newmacghenuncypvma, 2-[(6-amunonupumuoun-4(3H)-on-2-un)cynspa-
HUMJVKCYCHAA KUCTOMA, MOTIEKVIAPHAS CPYKIYPA, PEHIMEEHOCPYKIMYPHBIH aHATU3.

Beeaenne

Kak m3BecTHO, 47151 IPON3BOMHEIX MUPUMHANHA XapaKTCPCH IIUPOKUH CHEKTP OHOJIOTHYECKOH aK-
TuBHOCTH. B yacTHOCTH q0Ka3aHO, UYTO MPou3BoAHbIC mupuMuanH-4(3H)-0oHa MPOsSBISIOT AHTUMHKOTH-
qeckyio [1], achikonmoaTriaeckyo [2], mpoTHBOOMYXOACBYIO [3], MPOTHBOBUPYCHYIO AKTUBHOCTE B OTHO-
mennn BUY-1 B MukpomomsapHeix koHUeHTpanuax [4]. B paGorax [5-7] mokazaHno, 4TO KOHACHCHPO-
BaHHbBIC MPOU3BOJHBIC 0-AMHUHO-2-THOYPALWIA NPOSBIAIOT AHTHOAKTCPHATBHYIO, IPOTHBOBUPYCHYIO H
MPOTUBOTPHOKOBYIO aKTUBHOCTb. C OPYro CTOPOHEI, HEKOTOPHIC APHUIBHBIC MPOU3BOIHEIC CYPBMBI
MPOSIBISIFOT aHamoruaneie cBoiicTa [8§—11]. Beeaenue B coeauneHus cyppmbi(V) TUrania, CoacpKarie-
r0 NMPHUMUIWHOBBIN LUK, MMO3BOJSICT PACIINPUTE CIICKTP UX MPAKTHUYCCKH BAKHBIX CBOHMCTB. B mutepa-
Type UMEIOTCS JAHHBIE O CYPbMAOPTaHMUECKHUX MPOU3BOHBIX HECKOIBKHUX T'€TEPOIIUKINIECKUX KHCIOT
¢ TAKUMH aTOMaMH, KaK a30T, KUcnopoxa u cepa [12—18], rakke u3BecTHO 06 OJHOM MPOU3BOIHOM JIH-
KapOOHOBOU I'eTEPOLMKINICCKON KUCIOTHI [ 19]. OcoOEHHOCTH CTPOCHHS COSAWHCHHH € TETCPOLMKIIU-
YECKUMH JTHUTaHAAMH 3aKJIIOYAIOTCS B BO3MOKHOCTH JONOJHUTEIBHOH KOOPAWHAIIMM T€TEpPOaTOMa Ha
LICHTPAIBHBIN aTOM CypbMEI [16, 19].

B mHactosmeil palore uW3yUeHO B3aMMOJCHCTBHEC NECHTAQCHIICYPEMBI ¢ rHapatoM 2-[(6-
amMuHOMpUMUINH-4(3 H)-0H-2-un)cynbhanui| YKCYCHOH KHUCTIOThI, MOAYYeHHOH mo Meroxuke [20, 21],
Y YCTAHOBIIEHO CTPOCHHE MPOAYKTA PEAKIIHH.

IKCHEPUMEHTAJIBHAS YACTh
Cunre3 ruapara 2-[(6-amuHonupumuauH-4(3H)-on-2-un)cyabdanuilanerata terpadeHUI-
cypbmblI (1). Cmech u3 0,2 T nenraderuncypsMmsel 1 0,086 r rugpara 2-[(6-amunonupumuans-4(3H)-oH-
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2-un)cynbp(aHu |YKCyCHOM KHCTOTHL B 5 MJI TONYONa MOMEIIATH B CTCKISHHYIO aMIIyIy M 3aradBaIH.
CMmech Harpesanu Ha BoIsSHOU OaHe B TeucHue 4aca. [locne ypanenus pacteopurens Boiacawu 0,2 r
(78 %) GecuseTHbIX KpuCTALIOB coeauueHus 1 ¢ T. wr. 197 °C. UK-crextp (v, em '): 3439, 3327, 3192,
3057, 2361, 1629, 1603, 1558, 1456, 1433, 1346, 1223, 1064, 997, 927, 816, 731, 690, 590, 459.
Hst C30Hp5N;0,4SSb Berancieno, %: C 55,6; H 4,32.

UK-cnektp coemunenns 1 3amuceiBamu Ha MK-®Oypre cnexrpomerpe Shimadzu IRAffinity-1S
B Tabnetke KBr B o6mactu 4000400 cv .

Pentrenocrpykrypusbiii ananus (PCA) kpucrainia coequuaeHust 1 OCYIIECTBICH C UCIOIb30BAHH-
€M aBTOMATHYECKOrO 4eThpexkpykHoro mudpakrometpa D8 QUEST dupmer Bruker (Mo K,-
mnyuenne, A = 0,71073 A, rpaduroBsiii MoHOXpoMaTop). CHOp, PeJAKTHPOBAHKE TAHHBIX H yTOUHE-
HHUE TIApaMETPOB BICMCHTAPHON SUCHKH, a TAKKE VICT MOTIOIMICHHS MPOBEICHBI C IOMOLIBIO IPOrpam-
Mbl SMART SAINT-Plus [22]. OnpeaencHue u YTOUHCHHE CTPYKTYPBI KPUCTALIOB BBIIIOIHEHO C IO-
momeio nporpaMm SHELX/PC [23] u OLEX2 [24]. CtpykTtypa pacmndpoBaHa NpSMbIM METOIOM H
VTOYHCHA METOAOM HAUMCHBINUX KBAAPATOB BHAYAIC B H3OTPOIHOM, 3aTEM B aHHU30TPOIHOM IMPHUOIIHU-
JKCHHUH 1)1 HEBOAOPOIHEIX aTOMOB. ATOMBI BOJOPOAA MOMCIIEHE! B TCOMETPHUYCCKH PACCUHTAHHBIC 110~
JI0KCHUS M BKIIOUCHBI B YTOUHCHHE TI0 MOACTH HOC30HUKA.

Kpucranner coegunenuss 1 Occusetssie, npusmaruucckue, TpukiauHHbe, C30H,sN304SSb,
M = 64836 r/vonw;, a = 9,551(3), b = 13,469(3), ¢ = 14,484(5) A, a = 86,355(11)°, P = 74,421(18)°,
v =76,483(10) °, ¥V =1745,009) A’, pua= 1.234 r/em’, Z = 2, npocrpanctserHas rpyrma P 1. Mavepe-
HO Bcero 149453 orpaxkennit, 22 154 nesaBucnMbIx otpaxeHui, | = 0,883 MM . OKOHUATCIIBHBIC 3HA-
ueHUs (axkTopoB pacxoxumoctu: Ry 0,1551 u wR, 0,2428 (no Bcem pedaekcam), Ry 0,0797 u wi,
0,2041 (mo pedrexcam F=> 20(F%)). CtpykTypsl aenonupoBansl B KemGpumkckoit 6ase kpucramio-
ctpykrypHex gaHHbX (CCDC 1954677, http://www.ccde.cam.ac.uk).

['eomeTputieckne XapaKTEPUCTHKH KOOPIHHALMOHHOTO MONHRAPA aToMa CYpbMbl NPHBCICHBI B
TabmuIe.

OCHOBHbI€ ANUHbI cBA3eM (d) U BaneHTHbIe yrbl (o) B CTPYKTYpe coeauHeHus 1

Ces3b d A Vrox ©, Tpaj.

Sb(1)-0(1) 225302 CGDHSHHO) 179.42(10)
Sb(1)—C(31) 2.1753) C(D)Sb(1)C21) 121,09(13)
Sb(1)—C(21) 2.118(3) C21)Sb(1)C(11) 122.23(12)
Sb(1)—C(11) 2.1393) C(D)Sb(DC(11) 113.68(12)
Sb(1)—C(1) 2.1073) C21)Sb(1)C(31) 9421(12)

C(11)Sb(1)C(31) 9.77(11)

CG1)Sb(1)C(D) 95.61(14)

OGcyxaeHue pe3ysibTaTOB

VY cTaHOBIEHO, YTO B3aMMOJCHCTBUC MEHTAQCHUICYPbMBI € THAPATOM 2-|(6-aMUHOITUPUMUIUH-
4(3H)-oH-2-un)cynbhanui[yKCyCHOH KHUCIOTHL B TOAYOJIC MPH HArPCBAHUH MPOTEKACT C 3aMCINCHUCM
aToMa BOJOPOAA B KapOOKCHIBHOH IpymIe, APYIHe MOABHKHEIC aTOMBI BOJOPOJA B MOJICKYIIE KUCIOTHI
octarotcd uHEpTHBIMH. [IpoaykroM peakumu siBisercst ruppart 2-[(6-amuHonupumunnd-4(3H)-oH-2-
wi)cynbhanmi]anetara eTpadeHuncypbmer (1).

H,N

i 0
NH
PhySb + | O PhCH NH o
N S OH /
N S OSbPh,
H,N

B UK-cnextpe coeannenns 1 mOI0CH HOTIOMICHHUS KapOOHUIBHOU TPYIIIEI B LHKIC U B KHCIIOTHOM
octatke mpu 1629, 1603 cM ' COOTBETCTBEHHO CMEIIEHBI B OGMACTh HH3KOUACTOTHBIX KOIEOAHHIA 11O
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CPaBHCHHIO CO CIIPABOUHBIMH JAHHBIMH 1UTs KapOoHoBEIX KucioT (1700-1680 cM ' [25]) u 3HaucHHeM B
cnekTpe uexoaHoit kucaots (1707 u 1610 cM ™' COOTBETCTBEHHO).

Cornacno nanubiM PCA, atoM CypbMBI HMEET HCKKCHHYIO TPUTOHATBHO-OHMHPAMUAATIBHYIO KO-
OpAMHALMIO (CM. PUCYHOK). B 3KBaTOpHANBHEIX MONOKEHHIX HAXOMATCSA aroOMbl yriaepoia Tpex de-
HWIBHBIX JTATaHAOB, B AKCHAJBHEIX — aTOM YITIEPOJa YeTBEPTOro (CHHIIBHOTO JTUTaHAA U aTOM KHCIIO-
POJa KUCIOTHOrO OCTaTka. ATOM Sb BBIXOAUT M3 3KBATOPHAIBHOHN IIOCKOCTH B CTOPOHY aKCHATBHOTO
aroma yraepoaa Ha 0,213 A. Axcuanbherii yron O(1)Sb(1)C(31) pasen 179,42(10)°, cymma yriioB B 3K-
BaTOpUaANbHON MmIOCKOCTH coctasaseT 357,0(13)° (113,68(12)—122,23(12)°). Yrabt C, (e Sb(1)Cyr mi3Me-
usrotcs B maTepBane 94,21(12)-96,77(11)°. Axcuansras cesa3b Sb(1)-C(31), pasnas 2,175(3) A, 3nauu-
TEIBHO JIMHHEE SKBATOPHATBHEIX cBsizeit Sb(1)-C(1,11,21) (2,107(3)-2,139(3) A). Jmuna ceszu Sb—O
coctaBmsier 2,253(2) A u conocTaBuMa ¢ aHATOTMYHOH CBA3BIO B APYIHX KapOOKCHIATAX TeTpadeHu-
CYPBMBI ¢ OOBEMHBIMH KHCIOTHBIME ocTaTkam (2,289; 2,278 A [26, 27]). BHyTpEMOIEKyIIpHOE B3au-
MOJCHCTBHE aTOMa CYPbMBI C ATOMOM KHCIOPOAa KapOOHUIBHOW IPYIIBI NPOSBIACTCS cnado: paccTos-
Hue Sb(1)--0(2) cocrasmser 3,500(4) A.

Puc. 1. CtpoeHue coeguHeHus 1 (Monekyna oAbl He NokasaHa)

B monekyie 1 oqunapuas C(7)—0(1) u asoiinas C(7)—0(2) cBs3u B KapOOKCHUIBHOM TPYIIIC HE BbI-
poerensr (1,283(3) u 1,226(4) A coorsercTBenno). JlnuHA CBS3M B KapOOHWIBHOM TPYMIE IMKIA
C(18)—0(3) 3HaumteapHO AmuHEEe KapGoHmibHOM cBszu C(7)—0(2) u coctasmser 1,253(4) A. Tupu-
MUJHUHOBBIH IHKJI HMEST IIOCKOS CTPOCHHE, OTKJIIOHCHHUE ATOMOB M3 CPSIHCH IIOCKOCTU HE MPEBbIIIA-
et 0,012 A; atom cepsl BEIXOAMT U3 iockocTH ukia Ha 0,106 A. B retepormkie HaGmoOaaeTCs Yepe-
JOBAHHUC KPATHBIX U MPOCTHIX CBA3CH, O YEM CBHACTCIBCTBYIOT 3HaucHus pacctosauii N(2)—C(17),
N(1)-C(17), N(2)-C(20) B nmxne, pasusie 1,302(4), 1,355(4) u 1,391(5) A. Ceazu C(19)-C(20) n
C(19)—C(18) Taxxe paznmuarorcs u coctasmsor 1,376(6) u 1,413(5) A, uro moaTBepKIacT HEpPaBHO-
MEPHOE PACIPEACTICHUE ICKTPOHHOH ITIOTHOCTH.

B kpucramie coeauHeHus 1 MMEETCS MHOMKECTBO MEKMOJICKY/ISIPHBIX BOAOPOAHBIX CB3¢H, oOpa-
30BaHHBIX aTOMaMH BOJOPOJA, YITIEPOAA, a30Ta, KUCIOPOAA MOJICKYN CYPbMAOPTaHUYCCKOTO COEIHHE-
HUSL ¥ BOJBL.

BoiBoa

Takum 00Opazom, MPOAYKTOM PEAKLHH MEHTAPECHUICYPbMBI ¢ THAPATOM 2-|(6-aMUHOITUPUMHUIUH-
4(3H)-on-2-un)cynbhanu| yKCyCHOH KHUCIOTH BHE 3aBUCHMOCTH OT COOTHOILICHHS PEAarcHTOB SIBISICTCS
rugpar 2-[(6-amuHomupumuauH-4(3H)-on-2-un)cynpdanui|auetara reTpadeHHUICYPEMEL. ATOM CYpb-
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MBI UMEET UCKAKCHHYH) TPUTOHAIBHO-OUITMPAMHUIANBHYIO KOOPAHHALIUIO, TUPHIAHOBBIN LUK SBJISCT-
Cs MPAKTHYCCKH TIOCKUM, CTPYKTYpHAS OPraHu3aius KPUCTALIa 00YCA0BICHA MHOMKECTBOM MEIKMO-
JCKYJISIPHBIX BOJOPOIHBIX CBI3CH.
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SYNTHESIS AND STRUCTURE OF TETRAPHENYLANTIMONY
2-[(6-AMINOPYRIMIDINE-4(3H)-ONE-2-YL)SULFONYL]JACETATE
HYDRATE

Yu.O. Gubanova, ulchik_7757@mail.ru

O.K. Sharutina, sharutinaok@susu.ru

D.G. Kim, kim_dg48@mail.ru

K.Yu. Petrova, osheko_kseniya@mail.ru

South Ural State University, Chelyabinsk, Russian Federation

Tetraphenylantimony 2-[(6-Aminopyrimidine-4(3/)-one-2-yl)sulfonyl]acetate, obtained due
to substitution of the hydrogen atom by the Ph,Sb-fragment in the carboxylic group, is a product
of the reaction between pentaphenylantimony and 2-[(6-aminopyrimidine-4(3/7)-one-2-
yDsulfonyl]acetic acid. The compound has been isolated in the form of a hydrate with 78 % yield
and represents colourless crystals with the melting point 197 °C. The compound has been charac-
terized by IR-spectroscopy and X-ray analysis. The absorption bonds of the carbonyl groups in the
cycle and acid fragment are present in the IR-spectra at the frequency 1629 and 1603 cm™', respec-
tively. According to the X-ray analysis, carried out on a D8 QUEST Bruker diffractometer,
the compound unit cells parameters are: triclinic syngony, P1 group of symmetry; a = 9.551(3),
b =13.469(3), c = 14.484(5) A, a = 86.355(11)°, B = 74.421(18)°, v = 76.483(10)°, V' = 1745.0(9)
A, Peaie= 1.234 g/cm’. The antimony atom has a distorted trigonal bipyramidal coordination. The
OSbC axial angle equals 179.42(10)°, the sum of angles in the equatorial plane equals
357.0(13)°. The Sb—C axial bond and equatorial bonds equal 2.175(3) A and 2.107(3)-2.139(3)
A, respectively. The Sb—O bond length equals 2.253(2) A. The single and double bond are not
aligned (1.283(3) m 1.226(4) A, respectively). The pyrimidine cycle is practically planar,
the nitrogen and carbon atoms deviate from the middle plane by no more than 0.012 A; the sulfur
atom deviates from the middle plane by 0.106 A.

Keywords: pentaphenylantimony, 2-[(6-aminopyrimidine-4(3H)-one-2-yl)sulfonylJacetic ac-
id, molecular structure, X-ray analysis.
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