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CUHTE3 U CTPOEHUE TMAOPATA 2-[(6-AMUHONMUPUMUAONH-4(3H)-
OH-2-UN)CYNb®AHUITIALUETATA TETPA®PEHUIICYPbMbI

FO0.0. lNy6aHoea, O.K. llapymuHa, .I". Kum, K.FO. lNempoea
HOxHo-Ypanbckul eocydapcmeeHHbil yHuUsepcumem, 2. HensbuHck, Poccus

[IpogykToM B3auMojeicTBHS MEHTA(EHMICYPHMBI C THIPATOM 2-[(6-aMHUHONHMPHMUINH-
4(3H)-on-2-un)cynb(haHWI|yKCYCHOW KUCIOTHI  siBisiercst  2-[(6-amunonupumunun-4(3H)-oH-
2-un)cyabdanuilanerar TeTpadeHUICYPbMbI, KOTOPBIA 00pa3yeTcss B pe3yibTaTe 3aMEIICHUS
aToma Bojiopoza Ha ¢parment PhySb B kapOokcunpHo# rpynme. CoeauHeHne BbIIENEHO B (hopme
ruapata ¢ BeIXoJgoM 78 % W mpeacTaBisieT co0oil OecIiBETHBIE KPHUCTaIBI C TEMIIEpaTypoi
mnasneHus 197 °C. CoenuHeHue oxapakTepu3oBaHo Meronamu MK-cnexkTpockonuu 1 peHTreHo-
cTpykTypHOTo aHanu3a. B MK-criekTpe coenHeHNs IMEIOTCS OJIOCHI TTOTJIOMEHUS KapOOHHIb-
HBIX TPYII, HAXOSAIINXCS B LIMKJIE U B KUCIOTHOM OCTaTke, ¢ yactotamu 1629 u 1603 cM | co-
OTBETCTBEHHO. [10 TaHHBIM PEHTTEHOCTPYKTYPHOTO aHAJIM3a, MPOBEJICHHOIO Ha IU(pPaKTOMETpE
D8 QUEST d¢upmst Bruker, kpuramiorpadudeckne mapaMeTpsl JIEMEHTApHON SYEeHKH coeu-
HEHMS: TPHKIMHHAS CHHTOHMS, Tpymma cummerpum P1; a = 9,551(3), b = 13,469(3),
c = 14,484(5) A, o = 86,355(11)°, B = 74,421(18)°, y = 76,483(10) °, V = 1745,009) A’,
Pusa = 1,234 T/cM’. ATOM CypBbMbI HMEET HCKAXKEHHYIO TPHIOHANbHO-OHITHPAMHIATBHYIO KOOD-
nuHario. AxkcuanpHbld yron OSbC cocrasnser 179,42(10)°, cyMMa yriioB B 3KBAaTOPHAIBHOMN
wIockocTH paBHa 357,0(13)°. AkcuanbHas CBA3b U 3KBaTopuanbHbie cBsa3u Sb—C paBHbl 2,175(3)
A 1 2,107(3)-2,139(3) A cootserctBenno. [Jnuna casazu Sb—O cocrasnser 2,253(2) A. B mose-
KyJle onuHapHas U aABoiHas cBs3u C—O B xapOOKCHIBHON rpymme He BbIpoBHEHH (1,283(3) u
1,226(4) A cootercTBeHHO). [TMPUMMIMHOBBIN MUK SBIAETCS MPAKTHYECKM MIIOCKHM, aTOMbI
YITIEpoa M a30Ta OTKIOHSIOTCSA OT CpeAHeH MIOCKOCTH He Goiee, ueMm Ha 0,012 A; aTom cepsl
BEIXOUT U3 IIIOCKOCTH IIUKIIA HA BEIHUKMHY, paBHyo 0,106 A.

Kouesvie cnosa: nemmacgpenuncypoma, 2-[(6-amunonupumuoun-4(3H)-ou-2-un)cynvgpa-
HUL]YKCYCHASA KUCIOMA, MOAEKYIAPHASL CMPYKMYPA, PEHM2EeHOCMPYKIMYPHBIU AHATU3.

Beenenue

Kak u3BecTHO, U1 TPOU3BOAHBIX MUPUMHUANHA XapaKTEPEeH MINPOKUI CHEKTp OMOJIOrHYecKO aK-
TUBHOCTH. B 9acTHOCTH [T0Ka3aHO, YTO MPOU3BOAHBIE MUpUMHUINH-4(3H)-0Ha MPOABISAIOT aHTUMHUKOTH-
yeckyo [1], nefikonostuueckyio [2], MPOTUBOOMYXOJEBYIO [3], MPOTHBOBUPYCHYIO aKTUBHOCTH B OTHO-
menun BY-1 B MUKpOMOJISIpHBIX KOHIEHTpauusx [4]. B padorax [5—7] moka3aHo, 4TO KOHACHCHUPO-
BaHHBIE NMPOU3BOJHBIE 6-aMHHO-2-THOYpAIiia MPOSBISIOT aHTHUOAKTEpUATbHYIO, IPOTUBOBUPYCHYIO U
MPOTHBOTPHOKOBYIO aKTUBHOCTh. C JIpyroi CTOPOHBI, HEKOTOpPHIC APWIIbHBIC MPOU3BOJHBIC CYPHMBI
MIPOSIBIISIIOT aHAIOTHYHEIE cBOCTBa [§—11]. BBeneHnue B coequaenus cypsMbI(V) TUTaHIa, CONEpIKaIe-
r0 TUPUMUIUHOBBIN LKKJI, TO3BOJISIET PACIIMPUTH CIIEKTP UX MPAKTUUYECKU BaXKHBIX CBOMCTB. B mutepa-
Type UMEIOTCS JJaHHBIE O CYPbMaOpPTraHMYECKUX MPOU3BOIHBIX HECKOIBKUX T€TEPOIUKINUECKUX KUCIOT
C TaKMMHU aToOMaMH, KakK a30T, KUCIOpoa U cepa [12—18], Takke U3BECTHO 00 OJTHOM MPOU3BOIHOM M-
KapOOHOBOH reTepOLMKINYECKON KHCIOTHI [19]. OCOOEHHOCTH CTPOCHHS COEAWHEHUH C eTEPOLMKIIHI-
YeCKUMH JIMTaHAAMU 3aKII0YaroTCsl B BO3MOXKHOCTH JIOTIOJHHUTEIHHON KOOpAWHAIIMM TeTepoaToMa Ha
LIEHTPaJIbHBIN aToM CypbMbI [16, 19].

B mnacrosmeid pabore u3ydeHO B3auMoJeicTBUE NeHTapeHWICYpbMBl € ruaparoMm 2-[(6-
amuHOTIUpUMUIUH-4(3 H)-0H-2-111)Cynb(paHui [yKCYCHOM KHCIIOTHI, OJTy4eHHOH o Metoauke [20, 21],
Y YCTAHOBJIEHO CTPOEHHE MPOAYKTA PEAKIIHH.

IKCNepUMeHTAIbHAS YacTh
Cunrte3 ruapara 2-[(6-amunonupumuanH-4(3H)-oH-2-wi)cyabgpanuiianerata TerpadeHuI-
cypbMblI (1). Cmech u3 0,2 r nenradenuncypsmsl u 0,086 r rugpata 2-[(6-amunonupumuana-4(3 H)-on-
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2-uin)cynbhaHu |yKCyCHOW KUCIIOTHI B 5 MJI TOJIYOJa MOMEIIAIH B CTEKISIHHYIO aMITyJly W 3alauBallH.
Cmech HarpeBanu Ha BOAAHOI OaHe B TedeHue yaca. [locie ymanenust pactBoputens Bbiaenwiu 0,2 T
(78 %) GecrBeTHBIX KpucTaLIoB coeauuenns 1 ¢ T. mn. 197 °C. MK-criektp (v, eM '): 3439, 3327, 3192,
3057, 2361, 1629, 1603, 1558, 1456, 1433, 1346, 1223, 1064, 997, 927, 816, 731, 690, 590, 459.
,Z[J'ISI C30H23N3O4SSb BBIYHCJICHO, %: C 55,6, H 4,32

UK-cniektp coenunenus 1 3anuceiBanum Ha WK-®Dypre cnexktpomerpe Shimadzu IRAffinity-1S
B Tabnerke KBr B o6macti 4000400 cm .

Pentrenocrpykrypublii anaau3 (PCA) xpuctamia coenuHeHust 1 OCyIIeCTBICH C UCIIOJIb30BaHU-
€M aBTOMAaTHYECKOro ueTbIpexkpyxkHoro mudpakromerpa D8 QUEST ¢upmer Bruker (Mo K,-
uznydenue, A = 0,71073 A, rpadutossiii MoHoxpomarop). C60p, pelakTHPOBAHUE JAHHBIX U YTOYHE-
HUE MapaMeTpOB JIEMEHTAPHOH SYEeHKH, a TaKKe y4eT MOTJIOMIEHHUS MPOBEIEHBI C TIOMOIIBIO IPOTpaM-
Mbl SMART SAINT-Plus [22]. OnpezneneHiue U yTOYHEHHUE CTPYKTYPhI KPUCTA/UIOB BBIMOJIHEHO C I10-
mouipto nporpamm SHELX/PC [23] u OLEX2 [24]. CtpykTypa pacmudpoBaHa OpsMbIM METOJOM U
YTOYHEHA METOJIOM HaMMEHBIUX KB3/IpaTOB BHaYaje B M30TPOITHOM, 3aT€M B aHH30TPOIHOM MpPUOIIH-
JKEHUH 711 HEBOJIOPOIHBIX aTOMOB. ATOMBI BOJIOPO/ia TIOMEIIEHBI B TEOMETPUYECKH PACCUUTAHHBIE T10-
JIOKECHUS M BKIIIOUEHBI B YTOUHEHHE IO MOZETIH HAe30HUKA.

Kpucrannbr coenmHenusi 1 OeciBeTHble, npusMaThueckue, TpukiuHHbE, C;30H,5N304SSb,
M = 648,36 r/monb; a = 9,551(3), b = 13,469(3), c = 14,484(5) A, a = 86,355(11)°, B = 74,421(18)°,
y=76,483(10) °, V' =1745,009) A’, pua= 1,234 r/eM’, Z = 2, npocTpancTBeHHas rpymma P 1. Hamepe-
HO Bcero 149453 orpaxenuii, 22154 He3aBHCHMBIX OTpakeHuii, (1 = 0,883 MM~ '. OKoHUaTeIbHBIC 3Ha-
yeHust ¢aktopoB pacxomumoctu: R; 0,1551 m wR, 0,2428 (mo Bcem peduiekcam), R; 0,0797 u wR,
0,2041 (o pednexcam F>> 26(F%)). CTpyKTyphl JENOHApOBaHB B KeMGpumkckoil 6aze KpucTaiio-
cTpyktypHbIX JaHHbIX (CCDC 1954677, http://www.ccdc.cam.ac.uk).

I'eomeTpryeckne XapaKTepUCTUKH KOOPAMHALMOHHOTO TOJHM3pa aToMa CypbMBI NPHBEACHBI B
Tabnure.

OcHoBHble ANUHbI cBA3en (d) n BaneHTHbIe yrnbl (o) B CTPYKType coeanHeHus 1

CBs13b d A VYron o, Tpaj.

Sb(1)-0(1) 2,253(2) C(31)Sb(1)0O(1) 179,42(10)
Sb(1)-C(31) 2,175(3) C(1)Sb(1)C(21) 121,09(13)
Sb(1)-C(21) 2,118(3) C(21)Sb(1)C(11) 122,23(12)
Sb(1)-C(11) 2,139(3) C(1)Sb(1)C(11) 113,68(12)
Sb(1)-C(1) 2,107(3) C(21)Sb(1)C(31) 94,21(12)

C(11)Sb(1)C(31) 96,77(11)

C(31)Sb(1)C(1) 95,61(14)

OO0cy:k1eHue pe3ybTATOB

YcTaHOBIEHO, YTO B3aWMOJICWCTBHE MEHTA()EHMICYPbMBI C THIpaTOM 2-[(6-aMHUHOTMPUMUIWH-
4(3H)-oH-2-nn)cynb(aHui|yKCyCHOM KUCIOTHI B TOJIyOJIe NP HAarpeBaHUU NPOTEKAET C 3aMELICHUEM
aToMa BOAOpoJa B KapOOKCHIIbHOI TpyIITie, APyrue NOABMKHBIE aTOMBI BOAOPOa B MOJIEKYJIE€ KUCIOTHI
ocTaloTcad MHEepTHBIMU. [IpomykToMm peakmuu sABiseTcs ruapat 2-[(6-amunonupumunua-4(3H)-on-2-
win)cynbhanun|anerara TerpadeHmIcypsMsi (1).

0 0
NH 0
PhsSb + | PhCH; NH 0
N/ S OH s ’

B UK-cniektpe coemuueHust 1 mOI0CHI MOTIOIICHUS KapOOHMILHOW TPYIIIbI B IUKJIE H B KUCJIOTHOM
71 v
ocratke npu 1629, 1603 ¢cM  COOTBETCTBEHHO CMEIICHBI B 00JIACTh HU3KOYACTOTHBIX KOJICOAHHH IO
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CPaBHEHHIO CO CIIPaBOYHBIMHU JAHHBIMHU TSI KapOOHOBBIX KUCIOT (1700—1680 cM ' [25]) 1 3HaueHHEM B
creKTpe ucxoauoi kucnotst (1707 u 1610 cM COOTBETCTBEHHO).

CornacHo mpanaeiM PCA, aToM CypbMBI UMEET UCKAKEHHYIO TPUTOHAIBHO-ONIMpaMUIAIbHYIO KO-
OpAMHAIMIO (CM. PHCYHOK). B SKBaTOpHAaNbHBIX TOJIOKEHHUSIX HAXOISTCS aTOMBI yriepoja Tpex ¢e-
HWIBHBIX JINTAHJOB, B aKCHAIBHBIX — aTOM YTJIEpoJia YeTBEPTOro (PeHUIBHOTO JIMTaHAa H aTOM KHCJIO-
poJa KHUCIOTHOTO OocTaTka. ATOM Sb BBIXOAWT M3 3KBATOPHAIBHOM IJIOCKOCTH B CTOPOHY aKCHAJIbHOTO
atoma yriaepoza Ha 0,213 A. Akcuansusiii yron O(1)Sb(1)C(31) pasen 179,42(10)°, cymma yrioB B 3K-
BaTOpUANBHON mockocTu coctasiseT 357,0(13)° (113,68(12)—122,23(12)°). Yrubr C,.Sb(1)C,y, m3Me-
HAIOTCS B MHTepBaie 94,21(12)-96,77(11)°. Akcuanbhas cBs3b Sb(1)-C(31), panas 2,175(3) A, 3naun-
TeNBHO JUIMHHEE YKBATOpHaNbHBIX cBaseit Sb(1)-C(1,11,21) (2,107(3)—2,139(3) A). {nuna cesasu Sb—O
cocrapiseT 2,253(2) A u comocTaBuMa ¢ aHAJIOTMYHOM CBA3BIO B IPYrUX KapOOKCHiaTax TeTpadeHuI-
CYPBbMBI ¢ 00BEMHBIMH KMCIIOTHBIMU ocTaTkamu (2,289; 2,278 A [26, 27]). BHyTpuMoneKkynspHOe B3au-
MOJIEHiCTBHE aTOMa CYpbMBI C aTOMOM KHCIIOPO/1a KapOOHUIILHON TPYIITIBI POSIBIISIETCS ClIa00: paccTosi-
uue Sb(1)-O(2) cocrasnser 3,500(4) A.

Puc. 1. CtpoeHue coeamHeHus 1 (Monekyna Boabl He NoKa3aHa)

B monexyne 1 omunapras C(7)—O(1) u aoiinas C(7)—0(2) cBsizu B KapOOKCHUIIBHOI TpyIITie HE BHI-
posuenst (1,283(3) u 1,226(4) A coorercTBenHo). JlnuHa cBA3M B KapOOHMIBLHOM TpyIme IMKIA
C(18)—0(3) 3HaumTenbHO AmuHHEe KapOoHmwbHOM cBs3u C(7)—0(2) u coctabnser 1,253(4) A. Tupu-
MU/IMHOBBIM LMK UMEET IIOCKOE CTPOEHHE, OTKIIOHEHHE aTOMOB M3 CPEAHEH IUIOCKOCTH HE MPEBbIIIa-
er 0,012 A; aTom cepsl BBIXOANT U3 mIockocTH mukiaa Ha 0,106 A. B rerepormkie Habmomaercs uepe-
JIOBAaHUE KPATHBIX M TPOCTHIX CBS3EH, O YeM CBUICTEIBCTBYIOT 3HaueHUs paccrosHuit N(2)—C(17),
N(1)-C(17), N(2)—C(20) B uuxie, pasusie 1,302(4), 1,355(4) u 1,391(5) A. Crasu C(19)-C(20) u
C(19)—C(18) Taxxke pasznuyaiorca U cocTapisoT 1,376(6) u 1,413(5) A, uto moaTBepxknaer HepaBHO-
MEpPHOE pacrpe/ielieHUue MIEKTPOHHOH IIOTHOCTH.

B xpucranne coenunenus 1 mMeeTcs MHOKECTBO MEXMOJIEKYISIPHBIX BOAOPOIHBIX CBsi3el, oOpa-
30BaHHBIX aTOMaMH BOAOPOJa, YIIIEpPoAa, a30Ta, KUCIOPOAa MOJIEKYJ CypbMaoOpraHU4eCKOro COeArHe-
HUS U BOJIBL.

BriBOI

Takum 00pa3zoM, MPOAYKTOM PEaKIUH MeHTadEeHUICYPEMBI ¢ TUAPATOM 2-[(6-aMHUHOTTMPUMUIHH-
4(3H)-on-2-n)cynbdaHni [yKCyCHOM KUCIOTHI BHE 3aBUCHMOCTH OT COOTHOIICHHS PEareHTOB SBIISICTCS
rugpat 2-[(6-amuHonupumMuIuH-4(3 H)-on-2-un)cynbdanuianerara TerpadeHHUICYPbMBL. ATOM Cypb-
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MBI IMEET UCKAKCHHYIO TPUTOHATBHO-OUITUPaMUIATBHYI0 KOOPIUHAIUIO, TTHPUIMHOBBINA [TUKIT SIBIISET-
Csl MpaKTHYeCKU TIOCKUM. CTpyKTypHas OpraHM3alys KpucTayia 0O0yCIOBJIEHa MHOKECTBOM MEKMO-
JIEKYJISIPHBIX BOJIOPOJHBIX CBSI3EH.
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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(3H)-one-2-yl)sulfonyl]acetate, obtained due
to substitution of the hydrogen atom by the PhySb-fragment in the carboxylic group, is a product
of the reaction between pentaphenylantimony and 2-[(6-aminopyrimidine-4(3H)-one-2-
yl)sulfonyl]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)°, y = 76.483(10)°, V = 1745.0(9)
A®, peare=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) u 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)sulfonyl] acetic ac-
id, molecular structure, X-ray analysis.
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