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Annomayusn. V13 NpogyKTOB peakIMOHHOM cMecH, coaepxauield TuOpoMoannuaHoaypaT LHUKIOTEK-
cuntpudenunpocoHns, AUaeTaT MUHKA U 3TUICHIUAMUH, BBIJCICH KPUCTAUIMYECKUI MPOAYKT, KOTO-
pPBIi  CTPYKTYpHO OXapakTepHU30Balll METOJOM peHTTeHOCTpykTypHoro aHamm3a (PCA) u UK-
CIEKTPOCKOMNHHU Kak AuipaHoaypar nukinorekcunrpudermwidpocdonus [PhaP(CgHyi-cyclo)][Au(CN),] (1).
Mo nauubiM PCA [CyeHsN,OPAuU, M = 594,43; MOHOKIHMHHAS CUHTOHUSI, rpymma cummerpun C2/c; mapa-
MeTpsl sueiiku: a = 17,4790(6), b = 7,5335(2), ¢ = 19,0122(6) A; o = 90,00°, B = 111,138(4)°, y = 90,00°;
V =2335,04(14) A%, Z = 4, pyus = 1,691 r/em®, 1 = 6,384 mm*, F(000) = 1160, auanasos cGopa TaHHBIX 110 O:
2,717°-28,498°; pasmep kpucramia 0,499x0,312x0,188 mMm; UHTEpBaIbl HHAEKCOB OTpakeHuit: —23 < h < 23,
—10 < k <10, -25<1<25; Bcero orpaxenuit 39460; He3aBucumbix otpaxkenuit 2801; Ry = 0,0596;
GOOF = 1,099; R; = 0,0352, wR, = 0,0777; ocraTouHasi 3neKTpoHHas IOTHOCTH 1,206 /—2,865 e/A3],
KOMIUIEKC 1 MMeeT MOHHOE CTPOCHHE M COCTOUT M3 JIMHEWHBIX TUIMAHOAYPATHBIX AHUOHOB M KATHOHOB
mukorekcunrpudenmndochonus. B xatnonax nukirorekcuwaTpudermipochornus atoMel pochopa UMEIOT
TETPadAPUUYECKYI0 KOOPAWHALIUIO U OKPYXKEHBI TpeMs ()eHUIbHBIMHU M OJHUM LIUKJIOTEeKCHIbHBIM 3aMECTH-
tensmu. Yrael CPC  cocrasmstor 107,7(3)°-112,7(8)°, paccrosinust P—C u3MEHSIOTCS B HHTEpBalie
1,77(2)-1,84(2) A. Yron CAUC u paccrosinus Au-C B anuone coctapisior 180,0(4)° u 1,974(8) A coor-
BETCTBEHHO. [loiHbIe TAOMUIIBI KOOPAUHAT ATOMOB, JUIMH CBSI3€H M BAJICHTHBIX YIJIOB AJISI CTPYKTYP JETO-
HupoBaHbl B KemOpumkckom Ganke cTpykTypHbix nanubix (CCDC Ne 2541602; deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk).

Knrwouesvie cnosa: nuupanoaypat nukinorekcuitpupernndocdonus, CHHTE3, CTPOCHHE, PEHTIEHOCT-
PYKTYPHBIN aHAIIU3
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SYNTHESIS AND STRUCTURE
OF CYCLOHEXYLTRIPHENYLPHOSPHONIUM DICYANOAURATE
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Abstract. A crystalline product was isolated from the products of a reaction mixture containing cyclo-
hexyltriphenylphosphonium dibromodicyanoaurate, zinc(ll) acetate, and ethylenediamine. Its structure was
characterized by X-ray diffraction (XRD) and IR spectroscopy as cyclohexyltriphenylphosphonium dicya-
noaurate [PhsP(CgHyi-cyclo)][Au(CN),] (1). According to X-ray diffraction data [CysHosNoPAU,
M = 594.43; monoclinic syngony, symmetry group C2/c; cell parameters: a = 17.4790(6), b = 7.5335(2),

© [apytun B.B., lleuyenko J.I1., Kyapsmios M.B., Comor H.B., 2026.

144 Bulletin of the South Ural State University. Ser. Chemistry.
2026, vol. 18, no. 3, pp. 144-149


mailto:sharutin50@mail.ru

UapymuH B.B., Llleg4eHko A.11., CuHme3s u cmpoeHue
Kydpsiwoe M.B., Comoe H.B. duyuaHoaypama yuknozekcunmpugeHusngocghoHus

¢ =19.0122(6) A; a = 90.00°, p = 111.138(4)°, v = 90.00°; V = 2335.04(14) A®, Z = 4, peac = 1.691 glcm®,
i = 6.384 mm™, F(000) = 1160, data collection range for ©: 2.717°-28.498° crystal size
0.499%0.312x0.188 mm; reflection index intervals: —23 < h <23, -10<k <10, -25 < | < 25; total reflec-
tions 39511; independent reflections 2940; R;,, = 0.0596; GOOF = 1.099; R; = 0.0352, wR, = 0.0777; resi-
dual electron density 1.206 / —2.865 e/A®], complex 1 has an ionic structure and consists of linear dicya-
noaurate anions and cyclohexyltriphenylphosphonium cations. In cyclohexyltriphenylphosphonium cations,
the phosphorus atoms have a tetrahedral coordination and are surrounded by three phenyl and one cyclo-
hexyl substituents. The CPC angles are 107.7(3)°-112.7(8)°, the P-C distances vary in the range of
1.77(2)-1.84(2) A. The CAuC angle and the Au—C distances in the anion are 180.0(4)° and 1.974(8) A, re-
spectively. Complete tables of atomic coordinates, bond lengths and bond angles for the structures have
been deposited with the Cambridge Crystallographic Data Centre (CCDC No. 2541602; depo-
sit@ccdc.cam.ac.uk; http://www.ccdc.cam.ac.uk).

Keywords: cyclohexyltriphenylphosphonium dibromodicyanoaurate, synthesis, structure, X-ray dif-
fraction analysis
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Beenenue

[[nanoaypaTHbIE KOMIUIEKCHI SIBIISIOTCSI BEChbMa BaXKHBIMH OOBEKTAMHU KOOPIWHAIIMOHHONW XMMHH
METaJUIOB, KOTOPHIE MPUBIEKAIOT BHUMAHKE, MIPEXKIE BCETO, N3-3a UX (U3UKO-XUMUUYECKUX CBOWCTB,
BKJIIOUAIOIINX JIOMHHECHeHIno [1-5], BamoxpommsMm [6—8], nBymyuenpenomienne [9—12], Beicokue
3HAYCHHUS TepMHUYECKOro pacimupenus [13, 14], marautHyto [15—19] 1 npOTHBOPAKOBYIO aKTMBHOCTh
[20].

IlokazaHo, 4TO JUIUTENBHOE CTOSIHHE B BOJHOM pacTBOpe (HECKOIBKO CYTOK MPHU CTaHIAPTHBIX yC-
JIOBUSX) U MOCIEIYIOIIas MEPEKPUCTAIN3AINS U3 allETOHUTPUIIA OCAKICHHBIX TIPOAYKTOB B3aHMMO/IEH-
crBusi K[Au(CN),Hal,] ¢ comssmu [PhsPR]CI (Hal = CI, R = Ph; Hal = Br, R = CH,CN, CH,0OMe) mo-
’KET COMPOBOXKIAThCS BoccTaHoBieHHeM aHnOoHOB [Au(CN),Hal,]” 1o [Au(CN),] 3a cyeTr 3MuMHHHPO-
BaHHUS MOJICKYJl COOTBETCTBYIOIETrO rajorena [21]. B mpomomkeHue paboT Mo AUraloreHOAUIIaHoay-
paTHBIM KoMILIeKcaM [22—25] B HACTOSIICH CTaThe ONMCAHbl CUHTE3 U 0COOCHHOCTH CTPOCHUS JIUIIMA-
HoaypaTta rukiorekcunTpudenuidochonns (1).

JKcnepUMeHTATbHAS YaCTh

Cunre3 [PhsP(CgHys-cyclo)][Au(CN),] (1). K pacteopy 14 mr (0,06 mmons) Zn(OAC),-2H,0 B 5
it cmecu EtOH/H,0 (1:1 o6bemH.) npubasisum npu nepemeniuBanuu 0,01 mia (0,15 MMonb) THIICH-
muamuHa 1 pactBop 100 mr (0,13 mmons) [PhsP(CgHyi-cyclo)][Au(CN),Br;] B 5 man EtOH. Meanennbsim
ucnapeHueM pactBopurens momydminn 22 mr (28 % mo Au) GecuBerHbix KpuctaiuioB [PhsP(CeHys-
cyclo)][Au(CN);] (1) ¢ . mr. 220 °C. UK-crextp (v, e *): 3091, 3060, 2993, 2939, 2883, 2860, 2141,
1589, 1485, 1454, 1438, 1340, 1319, 1296, 1271, 1215, 1192, 1176, 1163, 1120, 1109, 1076, 1026, 997,
920, 887, 850, 823, 746, 723, 690, 617, 545, 516, 495, 468, 424, 419.

PeHTreHOCTPYKTYPHBIH aHAIW3 KPUCTAUIOB 1 MPOBOAMIM HAa aBTOMAaTHYECKOM JIH(pakTOMeTpe
Rigaku XtaLab mpu 100 K. TTepBuutbie hparMeHThl CTPYKTYP HAMICHBI METOIOM JBOMHOTO MPOCTPAH-
ctBa B mmporpammHubix komruiekcax Olex2 [26], SHELX [27], ShelXle [28]. [TapameTps! ocTalbHBIX aTO-
MOB OMpEJIENeHBl 110 PA3HOCTHOMY CHMHTE3y 3IIEKTPOHHON IUIOTHOCTH M yTouHeHsl 1o |F|* Meromom
HaMMEHBIINX KBaApaToB. [1070)keHHs aTOMOB BOJIOPOJIA ONPEICIICHBI TEOMETPHIECKH M YTOYHEHBI 110
MOJIeH «Hae3THUKY. [ToHbIe TaOIUIIbI KOOPIMHAT aTOMOB, JUTHH CBS3¢H M BAJICHTHBIX YIJIOB JICTIOHUPO-
Banbl B KemOpumkckom 6Ganke crpykTypHbix maHHbix (CCDC 2541602); deposit@ccdc.cam.ac.uk;
http://www.ccdc.cam.ac.uk). OcHoBHble KpucTaiorpaduueckue IaHHBIE W Pe3yJbTaThl YTOYHEHUS
CTpYKTYpHI 1 mpuBeneHs! B Tabu. 1. BeiOpaHHble ATHHBI CBA3EW M BAJICHTHBIE YIJIBI B CTPYKType 1 moka-
3aHbl B Ta01. 2.
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Tabnuua 1
Kpuctannorpaduyeckue faHHble, NapaMeTpbl 3KCNEPUMEHTA U YTOUHEHUS CTPYKTYPbI 1
[Tapamerp 3HaueHne
Dopmyna CosHo6AUNLP
M 594,42
CuHroHwus MoOHOKIHHHAs
Ip. rpynma C2lc
a, A 17,4790(6)
b, A 7,5335(2)
c, A 19,0122(6)
0, Tpaji. 90,00
B, rpan. 111,138(4)
Y, Tpan. 90,00
Vv, A® 2335,05(14)
z 4
p(BBI1.), r/em’ 1,691
M, MM 6,384
Iormomenue T min/ Tmax 0,370/ 1,000
Yuer nornomeHus Amnamurmaeckuii (I"aycc)
F(000) 1160,0
Pasmep kpucranma (Mm) 0,499x0,312x0,188
Hdudpakrometp / M3mydenne / MoHOXpomaTop / Rigaku XtalLab, MMO003, P200K / MoKa,
TUT CKAaHUPOBAHUS A= 0,71073 A / MicroMax-003 / o-cKaHMpOBaHHE
O6sacTh cOopa AaHHBIX 1O 0, rpaj. 2,717-28,498
WHTepBabl HHISKCOB OTPAKSHU N —23<h<23,-10<k<10,-25<1<25
M3mepeHo oTpakeHuit 39460
He3aBHCHMBIX OTpakeHUH 2940
[lepeMeHHBIX YTOUHCHHUS 127
GOOF 1,099
R-daxropsi o F2 > 26(F?) R; = 0,0352, wR, = 0,0777
OcTtaroyHas AIeKTpOHHas IUIOTHOCTH (min/max), e/AS —2,865 /1,206

Tabnuua 2
ONuHbI CBA3eN 1 BaneHTHbIe Yribl B CTPYKType 1
CBs13b d, A Vron o, TPa.
P1-C8b" 1,77(2) C8a—P(1)-C8a" 104,2(15)
P1-C8b 1,77(2) c1-P(1)-C1? 107,6(3)
P1-C1 1,797(4) C8b—P1-C1 109,2(7)
P1-C1¥ 1,797(4) csb’—p1-C1 109,4(9)
P1-C8a 1,84(2) c1Y-p1-C8a 110,6(8)
P1-Cc8a 1,84(2) C1-P1-C8a" 110,6(8)
C7-N1 1,124(10) c8b"-P1-C8b 112,0(16)
c7"-Aul 1,974(8) C1-P(1)-C8a 112,0(7)
C7-Aul 1,974(8) c7""—Au1-C7 180,0(4)
[IpeoOpasoBanus cummerpun: 1) —x+1,y, —z+3/2; 1) —x+3/2, —y+7/2, —z+1 |

OO0cy:xneHue pe3yJbTATOB

HW3BecTHO, YTO U3 JMAIIETaTa [[MHKA, ITUICHANAMUHA U JUI[HaHOAPTCHTATA KAJIUs [OTyYal0T TaKoi
komiuteke npucoeanHenus, kak [(HoNCH,CH,NH,),Zn][Ag(CN).], [29]. Tlo anamorum ¢ yka3aHHO
peaxiuell HaMH HCCIIEJI0BaHa BO3MOXHOCTH B3aWMOJCHUCTBHsI JHAlleTaTa IMHKA, STHICHIUMAMHUHA W
JIUOpOMOIUIIHaHOaypaTa IUKIOreKCHATpUeHIGochOHNsT B BOAHO-CIIMPTOBOM pacTBope. IlokasaHo,
YTO BBIJICJICHHBIE C HEOOJIBIINM BBIXOJOM U3 PEAKIIMOHHOW CMECH OECIIBETHBIE KPUCTAIUIBI TPEICTABIIS-
au coboil auimanoaypar ukiorekcuitpudenmndpochonns [PhsP(CsHyi-cyclo)][Au(CN),] (1). Ero 06-
pa3oBaHKe MOKHO OOBSICHUTH Pa3pyLICHHEM THOPOMOJUIIMAHOAYPATHOTO aHHOHA B YCIOBHSAX PEaKIUH
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IO TUITMAaHOAypPATHOTO aHUOHA, YeMY CIIOCOOCTBYET MPHUCYTCTBHE B PEAKITMOHHOW CMECH ITHIICHANAMU-
Ha — MOIITHOTO aKIIEeNTopa OPOMHUCTOTO BOIOPO/Ia, OTHICIUISIOMIETOCS OT aHMOHA B XOJI€ PEaKIIHH.

B UWK-cnektpe coemuHeHus 1 TPUCYTCTBYET CPEJAHCMHTCHCHUBHAS I0JIOCA  TMOTJIOLICHUS
npu 2141 cM !, 9TO COOTBETCTBYET BAICHTHBIM KOJCOAHHSAM LIMAHOTPYIIIBI B HEKOOPIHHHPOBAHHBIX
aunonax [AU(CN),] . ITpu 3091 u 3060 cM ' HaGIIOTAIOTCS TOIOCH! MOTTIOMICHAS HU3KOH HHTCHCHBHO-
CTH BANCHTHBIX Konebanwuii csseit Ca—H. Konebanusim B unTepate 2993-2860 cM ' cOOTBETCTBYIOT
konebarnsam v(Cax—H). BeIcOKOMHTEHCHBHBIE TOIOCH ToromeHus npu 1438 u 1109 CM*l, OTHOCSIITHUECS
K nedopmanronHsiM KosieOanusM Ca—H, xapaktepusl it apuiadochonreBrix katnoHoB. B MK-ciektpe
TaKKe HAOMONAeTCs HU3KOMHTEHCHBHAS mosoca npu 1454 cm ', koTopylo MoxHO oTHecTH O(CHo)-
KoJieOaHUsIM LUKIIOTeKcuiibHOro 3amectutens [30, 31].

Crtpoenne o0pa3ylomerocsi B YCIOBHAX pPeakIHuy AWIHaHoaypara IMukiIorexcunrpudennadpocdo-
uus (1) mokazano meromom PCA. CornacHo mojay4eHHBIM JTaHHBIM, KPUCTAIUT KOMILIEKCca 1 COCTOUT U3
IUKITOTeKCHITPUDEHIIPOCHOHUECBBIX KATHOHOB U TUIIMAHOAYPATHBIX aHHOHOB (CM. PUCYHOK).

Cl1a®

C13a®
B C13bD

C7m

C3M : ‘ N1

C40 C50

CTpoeHMe Komnnekca 1 (aTOMbI BoAopoAaa He I'IOKaSaHbI)

Katuon [PhsP(CsHyi-cyclo)]” comepxkut TeTpasmpuuecky KOOpIMHHPOBaHHBIH atoMm dochopa, OKpy-
’KEHHBIH TpeMst HCHWILHBIMU 3aMECTUTEIISIMU M [IUKJIOTEKCHUIILHOM TPYIOil B KOHOOPMAIIHH KKPECIIO».
LlukorekcmiibHast M oiHa M3 (PEHWIBHBIX TPYII B3aUMHO MEPEMELIAIOTCS MEXKIY ABYMSI TIO3UIHAMHE C
cooTHomeHneM 3acenenHoctd 1:1. Yt CPC B kaTHOHe HW3MEHSIOTCS B HHTEpBaie
107,7(3)°-112,7(8)°, pacctosinus P—Cpy, pasubl 1,77(2), 1,797(4) A. Paccrosuue P—Cpay mvHHEE, YeM
P—Cpn, 1 coctapiser 1,84(2) A. Jluneiinas reomerpus annona [AU(CN),]” He uckaxkena: yron CAUC
pasen 180,0(4)°. munsbl cBazeit AU-C SKBMBaIEHTHBI U cOCTaBIsOT 1,974(8) A.

Kpucranmmueckass opranuzanus KoMmiuiekca 1 oOyclioBiI€Ha TOJNBKO MEKHOHHBIMH KOHTaKTaMH
Cen—H--*N=C (2,50 A) u Cpp—H--mn=c (2,72 A). JurnmanoaypaTHble aHHOHBI H30JHUPOBAHBI IPYT OT
JIpyra OUKJIOTeKCUNTPUPeHIIPOCHOHUEBBIMA KaTHOHAMH, TOATOMY aypo(HIIbHBIC B3aUMOJICHCTBHS
B KPUCTAJIJIE OTCYTCTBYIOT.

3aki0ueHue

Takum 00pa3zoM, TUOPOMOAMIIMAHOAYPAT HUKIOreKCHITPpU(DEHIIPOCHOHUST B BOIHO-CITUPTOBOM
pacTBope, COJACPIKAIINM TUANCTAT [IMHKA W STUJICHANAMUH, IPEBPAIIACTCS B IUI[HAHOAYPAT I[UKJIOTEK-
cuntpudeHuIHocPOoHUsA, CTPOSHUE KOTOPOTO J0Ka3aHO METOOM PEHTICHOCTPYKTYPHOI'O aHaIn3a.
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