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PEAKLUUA NEHTA®EHUIIBUCMYTA C ®JIABUAHOBOU KUCITOTON

B.B. KpacHocenbckas
HOxHo-Ypanbckuli 2ocydapcmeeHHbIl yHusepcumem, e. YensabuHck, Poccus

B3anmMopelcTBEM SKBUMOJISIPHBIX KOJIMYECTB NEHTaQeHWIBHUCMYTa U 2,4-TUHATPOHA(TOI-
7-cynbdokucnoTs ((raBHaHOBOI KHCIOBI) B OCH30JIE MONYYCH W CTPYKTYPHO OXapaKTepHU30BaH
nocie HEePEeKPUCTAIUTN3ALHN u3 BOJIBI ¢aBuanat TeTpadeHHIBHCMYTa
[Ph,Bi]"[0S0O,C1oH405(0OH-1)(NO,),-2,4]" (1). Tlo maHHBIM PEHTIEHOCTPYKTYPHOTO AaHANM3a,
nposenenHoro mpu 293 K Ha aBTOMaTHueckOM YeThIpexXKkpykHOM mudpakTomerpe D8 Quest Bruker
(mByxkoopauHatHbIii CCD — netextop, Mo K,-msnyuenne, L = 0,71073 A, rpadutoBsiii MoHOXpO-
marop), kpuctain 1 [CyyHsN,O0gSBi, M 830,60; cuHronus TpuUKIUHHAS, Ipymna cuMMmeTpun P—1;
napameTpsl sueiikm: a = 10,344(4), b = 11,424(8), ¢ = 13,805(6) A; o = 81,32(2) rpaxn.,
B=77,906(14) rpan., y=79,743(19) rpan.; V = 1558,7(14) A3 pasmep kpuctamia 0,25x%0,13x0,08 mm;
MHTEPBANIBI MHAEKCOB oTpakeHuit —15 < h < 15, -17 < k < 17, —20 < | < 20; Bcero orpakeHuii
100377; nezaBucumbix otpakenuii 11321; Ry 0,0494; GOOF 1,028; R, = 0,0356, wR; = 0,0710; oc-
TATOYHAs SEKTPOHHAS MIOTHOCTH 1,70/~0,94 ¢/A’] conep HuT HECKOIbKO HCKAKEHHBIE TETPAdIpHTe-
cKMe KaTHOHHI TerpadenunsucmyTonns (CBIC 106,25(12)°-115,24(12)°, Bi-C 2,191(3)-2,203(3) A)
U (prnaBuaHaTHbie aHUOHBL. CTPYKTYpHas OpraHu3anus B Kpuctawie 1 o0ycloBicHa CIaObIMH MEX-
MONeKyJIApHBIME KoHTakTaMu Tuna O-—H (2,04-2,67 A). INonuble TabauIbl KOOPAUHAT aTOMOB,
JUIMH CBsi3el U BaJICHTHBIX YIJIOB JUIS CTPYKTYpH! 1 nemoHupoBaHsl B KeMOpHIKCKOM OaHKE CTPYK-
TypHbIX JaHHBIX (Ne 2159998; deposit@ccdc.cam.ac.uk; https://www.ccdc.cam.ac.uk).

Knioueswie cnosa: nenmagenunsucmym, 2,4-ounumponaghmon-1-cyrspokucioma, grasuarnam
mempagenunsucMyma, CuHmes, CmpoeHue, PeHMeeHOCMPYKMYPHbLL AHATU3

Beenenue

Mertoapl cuHTE3a 1 0COOEHHOCTH CTPOEHHS apUIIbHBIX COCIMHEHUH BUCMYTa CHCTEMAaTH3UPOBAHBI
1 onvicaHbl B 0030pax [1, 2]. M3BecTHO, 4TO IpH NEHCTBUH KUCIOT Ha TIeHTa()EHUIBHCMYT 00pa3yroTCs
conu TeTpad)eHUIBIUCMYTOHHUS. Tak, THTpoBaHUe TMeHTa(eHWIBUCMYTa 3QUPHBIM PACTBOPOM XJIOPHCTO-
TO BOJIOPOJIA CONMPOBOXKAAETCSI HCUE3HOBEHHEM (DHOJIETOBOM OKPACKH, XapaKTEepHOW JJisi TIeHTaeHUII-
BUCMYTa, H 00pa3oBaHKeM JaOWIIBHBIX OECIIBETHBIX KPUCTAJUIOB XJIOpH/A TeTpa@eHUIBHCMYTA, pasiia-
TaloMIMXCS TP KOMHATHOM TeEMIIepaType 10 TPUPEHUIBUCMYTa U XJI0pOeH3011a [3]. ABTOpHI paboThI [4]
MmetooM PCA ycTaHOBWIIM €r0 CTPOCHUE M HAIUIM, YTO B TPUTOHATBHO-OMIIUPAMUIAIBHOM OKPYKEHHN
LEHTPAJIBHOTO aTOMa XJIOP 3aHMMAaeT aKCHAJIIbHOE MOJI0KEHHE. ATOM BHCMYTa BBIXOJUT U3 SKBATOPH-
aJIbHO# TUIOCKOCTH B HAIPaBJICHUH aKCHAIBHO PACIOIOKeHHOro aroma yriepona. Jnuna cessu Bi—Cl
(2,9116(19) A) npeBbimaer cyMMy KOBaJEHTHBIX PaJUyCOB aTOMOB BHCcMyTa 1 Xxiopa (2,50 A), Ho cy-
IIIECTBEHHO MEHbIIIE CyMMBI MX BaH-Jep-BaanbcoBbiX paauycos (3,82 A) [5]. Ananoruunoii cTpykTypoii
o0ajaeT ¥ KMHETHYECKH HEYCTOMUYMBBIN Opomu[ TeTpadeHUIBUCMYTA, TOJyYCHHBIH U3 MEeHTa(eHnI-
BUCMYTa M pacTBOpa OpPOMHCTOTO BOAOpoa B aneToHe [6]. BsaumoneiictBuem neHTad)eHUIBUCMYTA C
SKBUMOJIIPHBIMH KOJIMYECTBAMH CEPHOH, 2,4-TUHUTPOOEH30JICYNb()OHOBON M a30THON KHUCIOT CHHTE3H-
poBansl rrapocyibdat rerpadenmsrcmyta (HOSO3)BiPh,, 2,4-muanTpoben3ocyas(hoHar TeTpadeHu-
BucmyTa (2,4-(NO,),C¢H3SO,0)BiPh, u ruapar mutpara terpadenmiBucmyta PhyBiNO3-1/3H,0 [7].
Kpucrannmueckne CTpyKTyphl COeIWHEHHH BHUCMYyTa OIIPENEICHBI METOJAOM PEHTTE€HOCTPYKTYPHOTO
aHanu3a. Eciny B HepBBIX IBYX aTOMBI BUCMYTa IEHTaKOOpAMHUPOBaHH (okpyxenue C,Bi0O), To B mo-
CIIEJHEM NPUCYTCTBYIOT MOJIEKYyJa HUTpATOTeTpa(eHUIBUCMYTa W JBa TUIA KaTHOHOB TeTpadeHMII-
BUCMYTOHMSI, OJIUH U3 KOTOPBIX KOOPAMHUPOBAH C HUTPAaT-aHHOHOM M MOJIEKYJIOH BoJbl. C 1Enbro yc-
TAQHOBIIEHUS MPUPOJBI 3aMECTUTENIEH B apOKCHIIBHOM TpyIIe Ha 3Ha4YeHHWS BAJICHTHBIX YIJIOB W JIMH
CBsi3ell MPU aToMe BHCMYTa B apOKCHIAX TeTpaQeHWICYpbMbl ObLII CHHTE3UPOBAH PsiJl YKa3aHHBIX MPO-
M3BOJHBIX IO peakuuu neHradeHumnBucmyTa (tomyoi, 0,5-5 mun, 20 °C) ¢ dpenonamu, conepx amumu
UIEKTPOHOAKIENTOpHbIE 3amecTuTenu [8]. LIBeT pacTBOopa B pe3ynbTare B3aMMOACHCTBHSA PEArcHTOB
M3MEHSJICS Ha JKEeNTHI WM JKEITO-KOPUYHEBBIH; IeNleBble TMPOMYKTHI BBIACISIIN KPUCTAUTH3AMEN U3
cMecu OCH30JI-0KTaH. APOKCHIBI TeTpadeHWIBUCMYTAa HPEICTABIAIOT cOO0H yCTOHUMBBIE HA BO3IyXe
KPHCTaJLIMYECKHUE BELIECTBA JKEITOTO WU JKEITO-KOPUYHEBOI'O 11BETa, PACTBOPUMBIE B alH(aTHUECKUX
Y apOMAaTHYECKUX YTIEBOAOPOJaX. BRIXOABI MOMYyYEHHBIX apOKCHUAOB TeTpadeHUIBUCMYTa JOCTUT AN
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86 %. Ilo anamorudHOW cxeme OBbLTH TOJYYEHBI M OECIBETHBIC apeHCYIb(OHATH TETpapeHUIBHCMY-
Ta [9], KOTOpbIE MOKHO CHHTE3HPOBATh TAKXKE M0 PEaky MepepacipeeieHns JUraHI0B U3 neHrage-
HUJIBUCMYTa U 6uc(apeHcynbponatoB) Tpudenmnsucmyta [10].

ApeHCynb(QOHOBBIC KUCIIOTHI OTHOCSTCS K CHJIBHBIM KHCJIOTaM (110 KUCJIOTHOCTH CPaBHHUMEI C CEp-
HOW KucnoToii). Hemockoe TeTpasapuueckoe cTpoeHne Cyab(Oorpymnibl UCKIOYAeT T,T-COMPsLKEHUE
¢ OCH30JIBHEIM sIpoM. B3anMopeiicTBre SBISCTCS MHIYKIIMOHHBIM U MPUBOJIUT K TOMY, YTO 3JIEKTPO-
¢unbHas cynb(OrpyIna BeI3BIBACT CMEIICHUE ICKTPOHOB apoOMaTHUECKOTOo sjpa. Hamnuue tpex arto-
MOB KHCJIOpoaa obecrieurBaeT 3PpPEeKTUBHYIO JEIOKAIHU3ANNI0 3apsana B rpynne SO; U cTrabuim3anuio
aHWOHa, ModToMy cBsi3b Bi—O B apeHcynbdonarax terpadenunsucmyra PhyBiOSO,R umeer noHHsbIi
xapakTep. Pacmonokenne KaTHoHa M aHHOHA B KPUCTAJUIMYECKOMN sueiike, a Takke paccrosaue Bi---O
(Ipr HATMYUH KOOPAWHAIIMKA aHWOHA M KAaTHOHA) OINPEAEIISIIOTCS BIUSHUEM (PaKTOpOB, 00ECIICUNBATO-
[IAX MUHUMYM 3HEPIUH KPHCTAJUTHYECKO# perreTku B mesiom [11].

Hacrosimast paboTa mocBsileHa CHHTE3Y M YCTaHOBJICHUIO CTpoeHHs (haBMaHaTa TeTpadeHHIBHUC-
MyTa [Ph4Bi]+[OSOQC10H408(OH'l)(NOz)2-2,4]_ (1)

IKCNepuUMeHTAIbHAS YACTh

OnemenTHblii aHanmu3 Ha C 1 H BbInonHeH Ha snemenTHOM aHanu3atope Carlo Erba CHNS-O EA 1108.

Temmepatypa IUIaBJIeHNS U3MEpPEeHa Ha CHHXpOHHOM TepMoananu3artope Netzsch 449C Jupiter.

HK-cnexkrp coenuHenus 1 3amuceiBanm Ha MK-@ypbe crextpomerpe Shimadzu IRAffinity-1S
B TabneTke KBr B o6mactu 4000-400 cv ™.

PentreHoctpykrypHblii anamu3 (PCA) kpuctamia 1 mpoBefeH Ha aBTOMAaTHYECKOM YEThIPEX-
kpyxHoM qudpakromerpe D8 QUEST dupmer Bruker (Mo K -usnydenne, A = 0,71073 A, rpadurossiit
MoHOXpomartop). COop, pelakTUpOBaHUE NAHHBIX U YTOYHEHHE MapaMeTPOB 3JIEMEHTAPHOM sueiiky, a
TAK)Ke ydeT MOTIONICHHs MpoBeaeHbI ¢ moMonibio mporpamm SMART u SAINT-Plus [12]. Bee pacuetst
MO ONPEAETICHNUI0 W YTOYHCHUIO CTPYKTYDP BBIMONHEHBI ¢ momomisio mporpamm SHELXL/PC [13] u
OLEX2 [14]. CtpyKTypbl onpe/ieieHbl IpsSMbIM METOAOM U YTOYHEHBI METOJIOM HAUMEHBIINX KBaJpa-
TOB B @HU30TPOITHOM NPHONMKESHUH I HEBOJOPOIHBIX aToMOB. [lonoxeHne aToMoB BOJOPOAA yTOU-
Hsut o mozen HaesmHuka (U,(H) = 1,2 U,,(C)). Kpucrammorpadudeckue naHHbIE U pe3ysIbTaThl
YTOUHEHHS CTPYKTYp MPUBEACHBI B Tabi. 1, reoMeTpHUYECKHE XapaKTEPUCTUKHA KOOPAMHALIMOHHOTO TO-
JIU3pa aTomMa CypbMbl — B Ta0i. 2. [lonHble TaOiuIpl KOOPAUMHAT aTOMOB, JUIMH CBS3€H M BaJICHTHBIX
yrJioB jienioHupoBanbl B KemOpwmkckoMm 0OaHke CTpyKTypHbIX maHHbIX (Ne 2159998; depo-
sit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).

Cunre3 coabBaTta 1-okcu-2,4-TMHUTPO-/-HadTadUH-cyIboHATA  TeTpadeHnICypbMbI
[Ph,Bi] [0SO,C1H,05(0H-1)(NO,),-2,4]  (1). Cmecs 0,500 r (0,8 MMONB) MeHTahEHUICYPEMBI 1
0,270 r (0,8 MMoIb) (1aBUaHOBOW KHCIOTHI B 15 Mi1 GeH301a HarpeBaiu 10 00pa3oBaHUsI MPO3PAYHOTO
pactBopa, J00aBIsUIM 2 MIT OKTaHa M BBIIEPKUBaM 24 4 IpU KOMHAaTHOW Temnepatype. [Ipu koHIeH-
TPUPOBAHUM PACTBOPA BBIIEISUINCH KPUCTAILIBI, KOTOpBIE CymMin M B3BemuBanu. [loxyunnu 0,464 T
(65 %) xpucramuios 1 ¢ 1. pazin. 164 °C (puc. 1).

WK-crextp, (v, M ): 3032, 2480, 2187, 2090, 1967, 1942, 1890, 1869, 1683, 1558, 1516, 1471,
1436, 1398, 1328, 1300, 1232, 1157, 1130, 1082, 1035, 999, 731, 664, 640, 435, 418.

Haiineno, %: C 49,08; H 3,10. J{ns Ca4H,5N,0sSBI. Brruncieno, %: C 49,12; H 3,01.

Tabnuua 1
Kpuctannorpacduyeckue AaHHble, NapameTpbl 3KCNEPUMEHTA U YTOYHEHUA CTPYKTYpbI 1
TTapameTtp Coeaunenne 1
(DopMyna C34H25NzogsBi
M 830,60
T,K 293
CuHronus TpuknuHHas
IIp. rpynna P-1
3, A 10,344(4)
b, A 11,424(8)
c, A 13,805(6)
o,’ 81,32(2)
B,° 77,906(14)
Y, 79,743(19)
v, A® 1558,7(14)
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OkoHuaHue Tab6n. 1

[Tapamerp Coenunenne 1
z 2
p(BBI4.), T/cMm” 1,770
i, MM 5,779
F(000) 812,0
Pasmep kpucramia, MM 0,25 x 0,13 x 0,08
O6nacTh cOopa IaHHBIX 10 20, rpa. 5,86-65,26
WHTepBaibl HHICKCOB OTPAKECHU -15<h<15,-17<k<17,-20<1<20
M3mepeHo oTpaxeHuit 100377
HezaBruCHMBIX oTpaxeHHUH 11321
Rint 0,0494
[lepeMeHHBIX YTOYHCHHS 416
GOOF 1,028

R-dpaxTopsi o F2 > 26(F?)

R, = 0,0356, wR, = 0,0710

R-daxTops! Mo BceM OTpaKeHHIM

R, =0,0616, wR, =0,0783

OcTtarouHast 3JIeKTpOHHAs IUIOTHOCTH (min/max), e/A® 1,70/-0,94
Tabnuua 2
[ONvHbI CBA3en U BaneHTHbIe yribl B coeauHeHuu 1

CBs13b d, A Vron ®, TpaJ.
Bi(1)-C(21) 2,198(3) C(21)Bi(1)C(1) 110,53(12)
Bi(1)-C(1) 2,199(3) C(21)Bi(1)C(11) 106,91(12)
Bi(1)-C(31) 2,191(3) C(1)Bi(1)C(11) 115,24(12)
Bi(1)-C(11) 2,203(3) C(31)Bi(1)C(21) 107,33(11)
S(1)-C(48) 1,783(3) C(31)Bi(1)C(1) 106,25(12)
S(1)-0(2) 1,399(3) C(31)Bi(1)C(11) 110,35(12)
S(1)-0(1) 1,498(6) 0(2)S(1)C(48) 106,78(18)

S(1)-0(3) 1,300(4) 0(2)S(1)0(1) 104,4(4)

0(4)—C(41) 1,328(4) 0(1)S(1)C(48) 104,1(2)

0O(6)-N(1) 1,219(4) 0(3)S(1)C(48) 108,4(2)

O(7)-N(2) 1,215(4) 0(3)S(1)0(2) 122,7(4)

0O(5)-N(1) 1,238(4) 0(3)S(1)0(1) 109,0(5)

N(1)-C(42) 1,458(4) C(22)C(21)Bi(1) 118,7(2)

OTT /(%/mun)
T /% [OCK /(MBT/mr)
100 163.9°C 1 3K30 \
‘ 205.8 °C 2.0
80 1 29,60 % 2600°c 2620%

60

40 |

20

-20 1

40 1

-60 1

-804

50 100 150

200 250 300

Temnepatypa /°C

Puc. 1. KpnBasa OCK komnnekca 1
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Oobcy:x1eHne pe3yJbTaToB

Haiinero, 9yTo mpoaykT peakuny neHtadeHunBucMyTa ¢ 2.4-TUHATPOHADTOIN-/ -CyIh(POKUCIOTOM
(pnaBmanoBOM KHMCIOTOH) B OeH30JIe OBLT MOJYYEH U CTPYKTYPHO OXapaKTepHU30BaH IOCIE MEPEKpH-
CTaITM3alMK U3 Boabl (iaBuanata terpadenunsucmyTa [PhyBi] [0SO,C1oH408(0OH-1)(NO,),-2,4] (1).

PhsBi + HOSO,C;oH,05(OH-1)(NO,),-2,4 — [Ph,Bi]" [0SO,C1H,05(OH-1)(NO,),-2,4] + PhH
1

BecnseTHbIe Mpo3payuHble KPUCTAILIBI, YCTOWYMBBIC K JICHCTBUIO BJIark U KHUCJIOpOJa BO3IyXa, pac-
TBOPUMEIC B alleTOHE, aPOMATHYCCKUX YTICBOAOPOIaX, XJI0pohopMe U AUOKCAHE, BRIACISUTUCH U3 peak-
LIMOHHOM CMECH C BBIXOA0M 65 %.

[o nanneM PCA, B kxpucTaie 1 IpUCyTCTBYIOT KATHOHBI TeTpad)eHUIBIUCMYTA, B KOTOPHIX aTOMBI
BHCMYyTa UMEIOT MCKAKEHHYIO TeTparoHanbHyto koopaunaiuio (CBIC 106,25(12)-115,24(12)° u ¢ua-
BHAHATHBIC aHHOHHI (pHC. 2).

0(6)

O(5) el N(1) G

cmz)}— —’/\ /
N=lca1) Yy=="?
0@ N\ {’\jow)

O(1)==-N5(1)

0(3)

Puc. 2. CtpoeHue coeauHeHus 1

Paccrosinus Bi—C cocrapmusior 2,191(3)-2,203(3) A, uT0 3HaUMTENEHO MEHbIIE CyMMbl KOBAJIEHT-
HBIX PajIdyCOB aTOMOB KHCIOpOa 1 cypbMbl (2,36 A [15]). Jlnuns cesaseit S=O B annone 1 cocTaBnsor
1,300(4), 1,399(3) u 1,498(6) A. Paccrostaue S—C pasno 1,783(3) A, atom Bomopoaa ruapoKCUILHOI
IPYNIBl KOOPAMHUPOBAaH ¢ atomoM kucinopoxa O(2) cymbporpymmsr (2,04 A) (cymma Ban-nep-
BaaIbCOBBIX PAJMYCOB aTOMOB TApTHEPOB cocTasiuseT 2,7 A [16]), a MI0OCKOCTH HUTPOIPYIIT OTKIOHS-
10TCSL OT TIocKocTH HadToma Ha 16,26° u 15,69°. Paccrosaus N—-C (1,196(5)—-1,238(4) A) coorserct-
BytoT anuHaM cBsizeil B NO,-rpynmax [17]. CtpykrypHas opranuzanusi B kpuctamie 1 oOycrnoBneHa
MEKMOJIEKYIApHBIMU KoHTakTamu tura O H (2,44-2,67 A).

UzBectHO, uTo UK-CrieKTphI CyJIb(HOHOBBIX KHCIOT COACPIKAT XapaKTepHbBIE MMOJIOCHI TIOTJIONICHUS:
1260-1150 cm ' (cumpnast momoca) u 1080—1010 cm * (mosoca cpemHeil HHTEHCHBHOCTH), — KOTOPBIC
OTHOCAT K ACUMMETPUYHBIM U CUMMETPUYHBIM BaJICHTHBIM KosieOaHUsIM cylibpoHaTHON rpynnsl SOs.
OTMeueHo, 4TO mepBas W3 ITHX IOJIOC OOBIYHO PACHICIUIAETCS, a MOJO0KEHHE IOJIOCHI B HHTEpBale
1080-1010 cm ™ MPAKTUYECKU HE 3aBUCUT OT cTpoeHust KUcioThl [18—20]. UK-cnekTpel kommiekca 1
TAKKE COJEPXKAT XapaKTepHble Ui CyMb(OrpyII Ioaockl moriomenns: 1233 cm 5, 1130 cM * u
1036 cm *. OueBH/IHO, YTO CMEIIEHHE MOCIEHEH TONOCH B CTOPOHY MEHBIIMX YACTOT MPEANONaraet
yanauHeHue cBsizeil S=O 1 BeIpaBHHBaHHE TpeX cBszed B rpynme SOz, 4To ¥ HAOMIOJAeTCsl B apeHCYIb-
(hOoHATHOM aHUOHE.
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BriBoabl

YcraHOBNIEHO, 4YTO B3aMMOJCHCTBMEM HSKBUMOJISIPHBIX KOJIWYECTB MeHTa(eHUIBHUCMYTa U
2,4-nuaUTpoHadTON- 7 -CyNb(HOKUCTOTH ((HIaBHAHOBOM KHCIIOTHI) B OCH30JIC MOJIYYEH W CTPYKTYPHO
OXapaKTepu30BaH TOCIe TEepPeKpPUCTAIUIM3allMd W3  BOAB  (uraBHaHaT  TeTpadeHMIBHCMYTa
[Ph,Bi] [OSO,C1oH405(OH-1)(NO,),-2,4]" (1), KOTOpPBIH COCTOUT U3 TETPAdAPUUECKUX KATHOHOB TET-
padeHmIBUCMYTOHUS U (uiaBuaT-aHnOHOB. CTpyKTypHas opraHuszanus B Kpucramwie 1 oOycriosneHa
MEKMOJIEKYIAPHBIMU KoHTakTamu Tuna O H (2,44-2,67 A).

BaaroaapHocth
Bripaxato npusnatensHOCTh npodeccopy B.B. llapytuny 3a momomns B pabote Haja myOnukanueit
U PEHTTeHOCTPYKTYPHBIM aHAIN3 KpUCTaLIa coeluHeHus 1.
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REACTION OF PENTAPHENYLBISMUTH WITH FLAVIANIC ACID

V.V. Krasnoselskaya, Kveronikavalerevha@mail.ru
South Ural State University, Chelyabinsk, Russian Federation

Tetraphenylbismuth flavianate [Ph,Bi] [0SO,CioHs0g(OH-1)(NO,),-2,4]" (1) has been ob-
tained by interaction of equimolar quantities of pentaphenylbismuth and 2,4-dinitro-1-naphthol-7-
sulfonic acid (flavianic acid) in benzene; then it has been structurally characterized after recrystalli-
zation from water. According to X-ray structural analysis performed at 293 K on an automatic four-
circle diffractometer D8 Quest Bruker (two-coordinate CCD-detector, Mo K -radiation, A = 0.71073 A,
graphite monochromator), crystal 1 has the following parameters: [CssH»5N,OgSBi, M 830.60; tric-
linic syngony, symmetry group P-1; cell parameters: a = 10.344(4), b = 11.424(8), ¢ = 13.805(6) A;
o = 81.32(2) deg., B = 80.73(3) deg., y = 79.743(19) deg.; V = 1558.7(14) A% crystal size
0.25x0.13x0.08 mm; reflection index intervals —15 <h <15, -17 <k <17, -20 <1 < 20; total reflec-
tions 100377; independent reflections 11321; R;,; 0.0494; GOOF 1.028; R, = 0.0356, wR, = 0.0710;
residual electron density 1.70/-0.94 ¢/A%]; it contains several distorted tetrahedral cations of tetra-
phenylbismuthonium (the CBIC angles are 106.25(12)°-115.24(12)°, the Bi—C distance equals
2.191(3)-2.203(3) A) and flavianate anions. The structural organization in crystal 1 is caused by
weak intermolecular contacts of O-~H (2.04-2.67 A). Complete tables of atomic coordinates, bond
lengths and bond angles for structure 1 have been deposited at the Cambridge Crystallographic Data
Centre (No. 2159998; deposit@ccdc.cam.ac.uk; https://www.ccdc.cam.ac.uk).

Keywords: pentaphenylbismuth, 2,4-dinitro-1-naphthol-7-sulfonic acid, tetraphenylbismuth fla-
vianate synthesis, structure, X-ray structural analysis
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