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CHUHTE3 TA KPUCTAJIIYHA CTPYKTYPA KYIIPOMOJIUJHOI' O
KOMILJIEKCY 3 1-AJIUI-1H-BEH3IMIJIA30JI0M CKJIAQY
[(C7HsN2(CsHs))4Cual4]
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MeTtomoM 3MiHHO-CTPYMHOTO €JIEKTPOXIMIYHOTO CHHTE3Y, BUXOASYH 3 aleTOHITPHIBHOTO
po3uuny l-amin-1H-Gensimigasony Ta Migi, X00yTO Ta PEHTTCHOCTPYKTYPHO IOCITIIKEHO
crnonyku cknagy [(C7HsN2(CsHs))aCuals] (I): mpoctoposa rpyma P1, Z =2, a=11,3260(5),
b =12,2730(5), ¢ = 16,3601(6) A, o = 96,407(3), B = 95,572(3), y = 99,260(4)°, V = 2215,1(2) A%,
pos. = 2,089 r/em®, W(MoKe) = 4,72 MM}, Guare. = 29,0°, 26095 BuMipsaux pedekcis, 9674
BuKopucTano, R(F?) = 0,024, S =1,07.

VY kpucraniuniii crpykrypi coayku I aromu xynpymy(I) po3ramosano y negopmoBaHoMy
TeTpaeApUYHOMY KOOPAMHAIIHHOMY OTOYEHHI 3 TpPhOX arToMIiB HOIy Ta aToma HITPOTeHY
reTepOLMKIIYHOTO JIiraHxy. 3aBIsKH 3B s3yBaHHIO |~ 3 TppOMa aTOMaMu METaly YTBOPIOIOTHCS
rno0yssapui Heopraniuni ¢parmentn {C7HsN2(CsHs)Cul}s. Bincyrnicts koopamHamii aToMoM
Cu(l) mopsiitHoro 38’si3ky C=C aminpHol rpymu |-amin-1H-6ensimigazony ta ocoGmuBOCTI
OyHOBH TOIIOJIOTIYHUX OJMHHUI OOYMOBIICHI TEPEBAXHO CTEPUYHUMH YTPYIHCHHSIMH,
CTBOPIOBAaHHMHM aTOMaMu HOy.

Knwouogi cnosa: 1-anin-1H-6ensiminazon, kynpym(l), HomuaHi KOMIUIEKCH, KpHCTalTidHA
CTPYKTypa.

DOI: https:/doi.org/10.30970/vch.6201.116

1. Beryn

Cepen HEOpPraHIYHUX PEYOBHH YW HE HAHOLIbIIE MpEJCTaBHUKIB KOOPIMHAIHHIX
crioniyk mepexigHux MetamiB [1], a KynpyMBMiCHI KOMIUIEKCH BiJUIaBHa MPUBEPTAIOTH
yBary HayKOBOI CIIIJIBHOTH $IK 3 TEOPETWYHOI TOYKH 30pY, TaK 1 CBOIM NPaKTUYHUM
BUKOpHCTaHHAM [2]. 30kpema, Ul TaKUX CHONYK XapaKTepHi IIUPOKUHA CIIEKTP CIOCOOIB
TOTOJIOTIYHOI MMOOYMOBM KpUCTAmiuyHOT TpaTtkd [3], mmepcrekTHBHA 3 TOYKH 30Dy
NPAKTHYHOTO BIPOBA/DKEHHS TPOTHpakoBa s [4], karamitnuda aktwBHiCTH [5], TorIO.
Takox BiTOMO, IO KYNPYMBMICHI CIONYKH Ba)JIMBI JUII TEXHOJOTIM TeHeparii,
nepeaBaHHs i HAKOMUYEHHs eHeprii [6], a GeH3iMiga3o Ta HOro moxiaHi JOBOJI HIKPOKO
BHKOPHCTOBYIOTh Y MEIUIINHI Ta pomuciaoBocti [7—10].

Y TakoMy KOHTEKCTi HikaBo Oymno noOyTH KympoloauaHy crmonyky 3 l-amin-1H-
0eH3iMi1a30J10M, BU3HAYMTH Ta MpOaHANI3yBaTH OCOOJIMBOCTI MOOYNOBM i1 KpHCTaliduHO]
CTPYKTYpH.
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2. Marepiaju Ta MeTOIMKA eKCIIEPUMEHTY

Buxiganit 1-amin-1H-OemsiMiga3on cuHTe3yBanm B3aeMogiclo OeH3iMigazomy 3
XJIOPUCTHM AJILJIOM y CEPEIOBHMIIII €TAHOJY B MPUCYTHOCTI HATpil rimporenkapboHaty [11].

VY eranoni pozumammm 0,01 moms C7HeN2 ta momamu 0,015 momp animy XJIOpHCTOTO.
Otpumany cymim HarpiBaau (60-70 °C) Bnpozosxk 30 roa. Ta mepeMillyBaj MarHiTHOO
MilIaJIKOI0. PO3YMHHUK BiirHAIM, OTPHUMAJIN TEMHO-UYEPBOHY KpHUCTallidHy Macy (Buxix 90 %).

Temuo-yepBoHi mpusmatuuni  kpuctamu cnonyku  [(C7HsN2(CsHs))aCuals]  (I)
YTBOPIJIMCS B YMOBax 3MIiHHO-CTPYMHOTO €JICKTpOXiMmiuHOro cuHTtedy [12, 13] BmpomoBx
JI00M 3 aleTOHITPWIBHOTO po3unHy l-amin-1H-OeH3imiga3osy mix yac poO3YMHEHHS MiTHUX
CIIEKTPOIIB y TPHUCYTHOCTI Homy. SIKICTh KpHCTaNiB, HAOMIKCHI MapaMeTpH IPAaTKHd Ta
IrpakLiiHAil K1ac BH3HAYall 3 PEHTIGHOIpaM oOepTaHHs Ta BaliceHOeprorpam. Macus
IHTErpallbHUX IHTEHCUBHOCTEH BIIOHUTH I MOHOKPHCTAJIB JOCHIIIKEHOI CIIOTYKH OTPHMAaHO
Ha MOHOKpuctanbHoMy nuppakromerpi New Gemini, Dual, obnagnanomy aerexropom Atlas
CCD. Iudpakuiiini naHi omnpaiboBaHo 3a gonomoroto nporpamu CrysAlisPro (tabm. 1) [14].
CrpykTypy po3B’si3aHO i yrouneHo 3a goromororo mporpam SHELXT [15] Ta SHELXL-
2014 [16] 3 BUKOpUCTaHHAM BiaNoBiAHOrO rpadiunoro iHTepdeiicy nporpamu OLEX? [17].
[Mo3uuii OLTBIIOCTI HETIAPOTeHOBHX aTOMIB 3HAWJEHO NMPSIMHMH METOJAMH, a PEelTH — 3
pi3HMIIEBUX cHHTE3iB Pyp’e. ATOMHU TiIporeHy YTOYHIOBAIM B MOJENi “‘BepIIHUKA” 3
BHKOPHCTaHHSAM BiAMOBiAHUX oOMexeHb [18]. KoopauHaTu aToMiB i mapaMeTpu TEIIOBOTO
3MIIIEHHS HABEJICHO B Ta0JI. 2, OCHOBHI JIOBKUHH 3B’SI3KiB Ta BaJICHTHI KyTH — y Ta0JL. 3.

3. Pe3yabTaTH A0CTiIKEHD Ta X 00roBOpeHHS

VY kpucraniuniit crpykrypi crnonyku [(C7HsN2(CsHs))aCusls] anst ycix 4gotepbhox
KpHcTaorpadiyHo He3aleKHHX aToMiB Kynpymy(l) HaWOMMKYUME cycimaMH € aToM
HITpOTeHy oaHiel 3 Monekyn l-amin-1H-6ensimimazony (Bizcranb Cu—N B mexax 1,990-
2,014 A), Tpu aromu wony (Bimcramp Cu—l B mexax 2,629-2,787 A), KOOpAWHAIIITHAH
MHOTOTpaHHUK BiqnoBigae nedopmoBanomy terpaeapy (ta'= 0,90-0,93 [19], puc. 1).
3aBmsAkd MICTKOBIM (yHKIi aTOMiB TrajoreHy, M0 BXOMITh JO KOOPIHHAIIHHUX
MHOTOTPaHHUKIB TPHOX aTOMIB METally, OKpeMi IMipaMiiu 3 €IHYIOTbCS y TJI0O0YIspHI
¢dparmentn {C7HsN2(CsHs)Cul}s, yakoBani y kpucramiuHii CTpyKTypi Cioyku (puc. 2).

Onucanuii xapakrep OyZ0BU MIIOOYJISPHUX TOHOJIOTTYHUX (PPArMEHTIB € TUIIOBUM ISt
KyMpOWOJMAHUX KOMIUIEKCIB, C(HOPMOBAHHUX 32 Y4aCTIO HITPOTEHBMICHHX JIiraHiB (Tadu. 4.).
T'eomerpuuno momaibHi rao0ymsipai omunui {LCul}s peamisyrothest K y CTPYKTYpi 3HAYHO
criopizHeHoro 3a OynoBoro Jniranay (6ewzimioazon)Cul [20], tak i B cmomykax Cu(l) 3
mipuauHOM Ta mikoiiHaMu [21-23], minepugunom [24], aminamu [25, 26], Tomo. HassHicTs
saep {Cusls} y ciomykax 3 JOBOJI pi3HUMH 32 CKIIaIOM Ta OyTOBOFO JTiraHIaMH CBIAYUTH TIPO
MepeBaYKAFOUNI BIUTHB HA YTBOPEHHS TAKUX TOMOJOTIYHMX OXWHHUIN B3aemomniit Cu-l ta
Cu...Cu (Bigcranp Cu...Cu — 2,654-2,740 A, Tinecuuit KyT TpaHi U1 BiIMOBITHUX
B3a€EMOJii cTaHOBUTS 8,36-9,86 % [27]).

LikaBoro OCOONMBICTIO CTPYKTypH CIONYyKA € BIJICYTHICTh KOOpJAMHAINI aTOMiB
KynpyMy 3 HeHacmdeHHM 3B’si3koM C=C aminpHOi Tpymu KatioHa 1-amin-1H-Oemsiminasony.
Taky o0cCOONMBICTE TOOYHOBH KpPUCTAIYHOI IPATKA MOXHA IOSCHUTH CTEPHIHHUMU
MIEpPENIKOIaMH Bijl aTOMIB HOMy Ta HaJI3BHYAHO CITA0OKOMY BIUIMBOBI BOJHEBHX KOHTAKTIB.
[TinTBepDKEHHSAM Takoro OOIPYHTYBaHHS € BiACYTHICTh 7m-komiuiekciB Cu(l), y sikux 1o
KOOPJIMHAIIIMHOTO OTOYEHHS aTOMiB MeTally Oyjio BKIIFOYEHO Tpu Hoaup ioHu pazom 3 C=C
3B’A3KOM, HASBHICTb JIMIIE IIECTH CIONYK, J€ J0 KOOpAWHAIIHHOI cdepn aroma merairy
Bxoauth Hon ta C=C 3B'130K HeHacH4eHOro JiraHay [28], cepen sKUX JUIIe Ba T-KOMILICKCH
3a Y4YacTIO aJIUIbHOI TPYIIH Ta OMHOTo Hoaua-ioHy [29].
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Tabnuys 1
OcHOBHI KpHcTanorpadiyHi mapamMeTpH Ta yMOBH PEHTI€HIBCHKOTO €KCIIEPUMEHTY
st crioyku [(C7HsN2(CsHs))aCuals]

Table 1
Selected crystal data and structure refinement parameters of I compound
ITapamerp | 1
BpyrTo dhopmyia [(C7HsN2(CsHs))aCual4]
M, ar. ox. 5578,4
T,K 150
Kouip, hopma TEMHO-YEPBOHI TPHU3MH
Judpakromerp New Gemini, Dual, Atlas
CHUMBOJI IPOCTOPOBOI Ipynu P1
a, A 11,3260(5)
b, 12,2730(5)
c, A 16,3601(6)
a, ° 96,407(3)
p,° 95,572(3)
7, ° 99,260(4)
Vv, A3 2215,1(2)
z 2
o, T/cM3 2,089
F(000) 5312
2, A 0,71073
u, Myt 4,72
hkl -15<h<15;-16<k<16; 21<1<22
KinpkicTs BiiOUTE:
BUMIPSHUX 26095
BHKOPHCTaHO
ITi/T Yac yTOUHEHHS 9674
GMEKC,, rpan, 29,0
KinbKicTh YTOUHEHHX MapaMeTpiB 533
Barosa cxema* 0,0189
[6?(Famv?) + (AP)? + BP] ! 1,4066
R(F?) 0,024
Rw(F?) 0,053
Goof 1,07

*P= (FBMM.2+ 2':0611.2)-
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Puc. 1. TnoGymnsipHa crpykrypaa oauauis {C7HsN2(CsHs)Cul}s y crpykrypi crionyku 1
Fig.1. Globular structural unit {C7HsN2(CsHs)Cul}4 in the compound | structure
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Tabauys 2
Koopaunary aToMiB Ta TXHI TapaMeTpH TEIUIOBUX 3MilIeHb y CTPYKTYpi crioiyku I
Table 2
Fractional atomic coordinates and thermal displacement parameters in the structure of compound I
Atom | xla | y/b | zlc | Ucxs/Uiso., AZ*
(1) 0,48260(2)  0,37305(2) 0,38574(2) 0,02332(5)
1(2) 0,39230(2)  0,16484(2) 0,13909(2) 0,02226(5)
1(3) 0,16291(2)  0,42465(2) 0,22191(2) 0,02376(5)
1(4) 0,14526(2)  0,09749(2) 0,32241(2) 0,02092(5)

Ccu(1) 0,38635(3)  0,36324(3)  0,22926(2) 0,02357(8)
Cu(2) 0,37566(3)  0,17116(3)  0,30115(2) 0,02531(9)
cu(3) 0,18896(3)  0,20702(3)  0,19629(2) 0,02132(8)
Cu(4) 0,24380(3)  0,32342(3)  0,34603(2) 0,02350(8)
N(1A)  04791(2)  0,4769(2) 0,16898(15)  0,0231(5)
N(1B)  0,4693(2)  0,0634(2) 0,34977(17)  0,0303(6)
N(1IC)  0,0624(2)  0,15492(19)  0,09891(15)  0,0196(5)
N(1ID)  0,1704(2)  0,3621(2) 0,44871(15)  0,0233(5)
N(2A)  0,5094(3)  0,6148(2) 0,09214(16)  0,0300(6)
N(2B)  0,6040(3)  0,0031(3) 0,4333(2) 0,0530(10)
N(2C)  -0,0238(2)  0,1256(2) ~0,03180(15)  0,0219(5)
N@D)  0,1462(3)  0,4025(2) 0,58145(16)  0,0312(6)
C(1A)  04379(3)  0,5609(2) 0,14088(19)  0,0259(7)

H(1A)  0,3656 0,5814 0,1535 0,031*
c(2) 0,5646(3)  0,0916(4) 0,4055(2) 0,0445(10)
H(2) 0,6009 0,1649 0,4237 0,053*
C(1C) 0,0793(3)  0,1452(2) 0,02000(18)  0,0202(6)
H(1C)  0,1552 0,1514 0,0019 0,024*
C(1D)  0,2240(3)  0,3917(3) 0,52443(19)  0,0278(7)
H(1D)  0,3072 0,4041 0,5377 0,033*
C(2A)  0,4888(4)  0,7131(3) 0,0539(2) 0,0435(10)
H(2AA)  0,4037 0,7171 0,0506 0,052%
H(2AB)  0,5100 0,7049 ~0,0022 0,052%
C(20) -0,0356(3)  0,1176(3) -0,12257(18)  0,0318(8)
H(2CA)  —0,0988 0,0556 ~0,1456 0,038*
H(2CB)  0,0392 0,1022 -0,1417 0,038*
C(2D)  01772(4)  0,4330(3) 0,6700(2) 0,0446(10)
H(2DA)  0,1258 0,4838 0,6898 0,053*
H(@2DB)  0,2598 04721 0,6807 0,053*
C(3A)  05592(4)  0,8197(3) 0,0997(2) 0,0461(10)
H(BA)  0,5596 0,8832 0,0735 0,055%
C(3C) ~0,0643(3)  0,2209(3) -0,1539(2) 0,0372(8)
H@3C)  —0,0756 0,2203 -0,2110 0,045*
C(3D)  0,1645(4)  0,3365(4) 0,7172(2) 0,0511(11)
H@3D)  0,1784 0,3512 0,7747 0,061*
C(4A)  06198(4)  0,8317(3) 0,1727(3) 0,0585(13)
H(4AA)  0,6220 0,7705 0,2013 0,070*
H(4AB)  0,6610 0,9016 0,1964 0,070*
Cc(4c) -0,0749(4)  0,3121(3) ~0,1080(3) 0,0487(10)
H(ACA)  —0,0643 0,3161 ~0,0506 0,058*
H(4CB)  —0,0930 0,3730 -0,1327 0,058*

C(4D)  01354(5)  0,2323(4) 0,6847(3) 0,0650(13)
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IIpooosoicenns mabauyi 2

Atom I x/a | Y/b I z/c I UeKB./Uizo,, Az
H(4DA) 0,1208 0,2142 0,6274 0,078*
H(4DB) 0,1293 0,1763 0,7187 0,078*
C(A) 0.6073(3)  05620(3)  0,08758(19)  0,0290(7)
C(4) 05287(3)  —0,0910(4)  03930(2)  0,0427(10)
C(5C) ~0,1172(3)  0,1223(2)  0,01692(18)  0,0205(6)
C(5D) 0,0316(3)  03773(3)  05389(2)  0,0303(7)
C(6A) 0,7074(4)  05785(3)  0,0445(2)  0,0429(10)
H(6A) 0,7192 0,6353 0,0115 0,051
C(9) 05232(5)  —0,050(4)  0,3976(3)  0,0639(15)
H(9) 0,5798 ~0.2310 0,4320 0,077
C(6C) ~024153) 01055(2)  -0,00312)  0.0273(7)
H(6C) —-0,2772 0,0941 —-0,0577 0,033*
C(6D) ~0.0831(3) 03760(3)  05647(2)  0.0393(9)
H(6D) —-0,0937 0,3918 0,6201 0,047*
C(7A) 0,7874(4)  05073(3)  0,0532(3)  0,0513(L1)
H(7A) 0,8549 0,5159 0,0249 0,062*
c@®) 04308(5)  —002768(4)  03493(3)  0,0645(14)
C(6C) ~024153) 0,055(2)  -0,0031(2)  0,0273(7)
H(6C) —-0,2772 0,0941 —-0,0577 0,033*
C(6D) ~0.0831(3) 03760(3)  05647(2)  0.0393(9)
H(6D) —-0,0937 0,3918 0,6201 0,047*
C(7A) 07874(4)  0,55073(3)  00532(3)  0.0513(11)
H(7A) 0,8549 0,5159 0,0249 0,062*
c@®) 04308(5)  —002768(4)  03493(3)  0,0645(14)
H(8) 0,4236 —0,3528 0,3520 0,077*
Cc(70) ~03083(3) 0,1067(3)  0,0623(2)  0,0316(8)
H(7C) —-0,3918 0,0956 0,0516 0,038*
C(7D) ~0.1788(3) 03501(3)  05035(2)  0.0403(9)
H(7D) —-0,2564 0,3484 0,5181 0,048*
C(A) 07717(3)  0,4222(3) 0.031(3)  0,0442(10)
H(8A) 0,8293 0,3765 0,1080 0,053*
c() 0,3483(4)  —002384(3)  02968(3)  0,0543(12)
H(7) 0,2876 —-0,2897 0,2644 0,065*
C(8C) ~02554(3) 0,1243(3)  0,1452(2)  0,0296(7)
H(8C) —-0,3042 0,1242 0,1877 0,036*
C(8D) ~0.1637(3) 03262(3)  04204(2)  00371(8)
H(8D) —-0,2312 0,3096 0,3811 0,045*
C(9A) 0,6718(3) 0,4049(3) 0,1451(2) 0,0328(8)
H(9A) 0,6608 0,3480 0,1781 0,039*
() 03530(3)  -0,1260(3)  0,2909(2)  0,0392(9)
H(6) 0,2967 -0,1010 0,2556 0,047*
C(9C) ~0,13183) 0,1416(2)  0,16421(19)  0,0244(7)
H(9C) —-0,0964 0,1535 0,2189 0,029*
C(9D) ~0.0517(3) 03265(3)  03951(2)  0,0309(7)
H(9D) —0,0422 0,3098 0,3395 0,037*
C(10A) 0,5885(3)  0,4752(2)  0.13655(18)  0.0238(7)
) 04448(3)  —0,05293)  03397(2)  0.0308(7)
C(10C) ~0,06223)  0,1405(2)  0,09883(18)  0,0190(6)
C(10D) 0,0475(3)  03528(3)  0,45578(19)  0,0259(7)
CLOEy**  0713(2)  —0,0276(16) 04810(16)  0,046(5)
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IIpooosaicennss mabauyi 2

AToMm I X/a I y/b I Z/C I Uekn./Uim., AZ*
H(OEA)** 0,7154 —-0,0001 0,5392 0,056*
H(OEB)** 0,7045 —-0,1080 0,4760 0,056*
C(11E)** 0,820(3) 0,015(3) 0,454(3) 0,097(15)
H(11E)** 0,8385 —-0,0125 0,4023 0,117*
C(12E)** 0,9046(11) 0,1007(9) 0,5060(8)  0,050(4)
H(1EA)** 0,8866 0,1279 0,5578 0,060*
H(1EB)** 0,9772 0,1292 0,4877 0,060*
c(ioB)*** 0,7117(12) 0,0236(9) 0,4960(8)  0,046(3)
H(0OAC)*** 0,7076 —0,0360 0,5304 0,056*
H(OAD)*** 0,7140 0,0930 0,5314 0,056*
c(1iB)*** 0,8229(9)  0,0294(11)  0,4529(9)  0,035(3)
H(11B)*** 0,8966 0,0376 0,4854 0,042*
Cc(12B)*** 0,8236(7)  0,0241(6) 0,3771(6)  0,069(3)
H(Q2A)*** 0,7516 0,0160 0,3426 0,083*
H(2B)*** 0,8962 0,0283 0,3545 0,083*
* ok,
* JI7st HEeTiApOreHOBUX aTOMIB Uere =1/ 32 Z Ujaiaj (aiaj) , it H — Uiso.
i
** AninmpHa rTpyna opHiei 3 kpucTamorpadidyHO He3aneXHMX Moiekyn 1-amin-1H-
OeH3iMia30iy po3BIOpsAKOBaHa. 3acenenicTs mosumii 0,35(1).
***  Bacenenicth mo3uii 0,65(1).
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Puc. 2. YrakoBKka TOMOJNOTIYHUX OJWHHI Y CTPYKTYpi I
Fig. 2. Topological units packaging in structure of |
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Tabauys 3
OcHoBHi noBxuHH 38’513KiB (d) Ta BaJleHTHI (@) KYyTH Y CTPYKTYpi crioiyku I
Table 3
Selected bond distances (d) and valence angles () in the structure of I compound
38’5130k | d, A | Kyt | ®,°
1(1)-Cu(1) 2,6652(4) N(1A)-Cu(1)-1(1) 112,08(7)
1(1)-Cu(4) 2,6737(4) N(1A)-Cu(1)-1(2) 104,33(7)
1(1)-Cu(2) 2,7323(4) 1(1)-Cu(1)-1(2) 112,03(2)
1(2)-Cu(2) 2,6695(4) N(1A)-Cu(1)-1(3) 102,27(7)
1(2)-Cu(3) 2,6724(4) 1(1)-Cu(2)-1(3) 111,04(1)
1(2)-Cu(1) 2,7166(4) 1(2)-Cu(1)-1(3) 114,50(2)
1(3)-Cu(4) 2,6596(4) N(1B)-Cu(2)-1(2) 110,53(8)
1(3)-Cu(3) 2,7248(4) N(1B)-Cu(2)-1(4) 105,00(8)
1(3)-Cu(1) 2,7499(4) 1(2)-Cu(2)-1(4) 108,61(1)
1(4)-Cu(3) 2,6291(4) N(1B)-Cu(2)-1(1) 103,82(8)
1(4)-Cu(2) 2,6898(4) 1(2)-Cu(2)-1(2) 111,40(2)
1(4)-Cu(4) 2,7866(4) 1(4)-Cu(2)-1(2) 117,12(2)
Cu(1)-N(1A) 2,014(2) N(1C)-Cu(3)-1(4) 111,79(7)
Cu(2)-N(1B) 2,007(3) N(1C)-Cu(3)-1(2) 103,94(7)
Cu(3)-N(1C) 2,009(2) 1(4)-Cu(3)-1(2) 110,37(1)
Cu(4)-N(1D) 1,990(2) N(1D)-Cu(4)-1(3) 111,79(8)
N(1A)-C(1A) 1,309(4) N(1D)-Cu(4)-I(1) 106,71(7)
N(1A)-C(10A) 1,397(4) 1(3)-Cu(4)-1(2) 113,65(2)
N(1B)-C(2) 1,318(4) N(1D)-Cu(4)-1(4) 96,54(7)
N(1B)-C(5) 1,397(4) 1(3)-Cu(4)-1(4) 110,97(1)
N(1C)-C(1C) 1,318(4) 1(1)-Cu(4)-1(4) 115,80(2)
N(1C)-C(10C) 1,394(4) C(1A)-N(1A)-C(10A) 104,9(3)
N(1D)-C(1D) 1,310(4) C(2)-N(1B)-C(5) 105,3(3)
N(1D)-C(10D) 1,395(4) C(1C)-N(1C)-C(10C) 104,9(2)
N(2A)-C(1A) 1,342(4) C(1D)-N(1D)-C(10D) 105,2(3)
N(2A)-C(5A) 1,376(4) C(1A)-N(2A)-C(5A) 106,8(3)
N(2A)-C(2A) 1,460(4) C(1A)-N(2A)-C(2A) 126,3(3)
N(2B)-C(2) 1,347(5) C(5A)-N(2A)-C(2A) 126,8(3)
N(2B)-C(4) 1,378(6) C(2)-N(2B)-C(4) 107,3(3)
N(2B)-C(10B) 1,49(1) C(2)-N(2B)-C(10B) 118,2(5)
N(2B)-C(10E) 1,52(2) C(4)-N(2B)-C(10B) 134,5(5)
N(2C)-C(1C) 1,347(4) C(2)-N(2B)-C(10E) 140,7(8)
N(2C)-C(5C) 1,383(4) C(4)-N(2B)-C(10E) 110,7(8)
N(2C)-C(2C) 1,469(4) C(1C)-N(2C)-C(5C) 106,9(2)
N(2D)-C(1D 1,354(4) C(1C)-N(2C)-C(2C) 126,8(3)
N(2D)-C(5D) 1,383(4) C(5C)-N(2C)-C(2C) 126,1(3)
N(2D)-C(2D) 1,450(4)
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Tabnuys 4
Jlesiki KynpoioquaHi KOMIUIEKCH 3 To0yispHuME Gparmentamu {LCul}s
Table 4
Selected copper—iodine complexes with globular topological units {LCul}4
Ckrajz ciosyku | Jliranan | Jlireparypa
N
C28H24NgCuals-3(CeH1403) @[ \> [20]
NH
NH
CaoHasNaCuals /j [24]
| X
Ca0H20N | 21
20H20N4Cuasls _ [21]
N
X
CaaHzsNaCuials | [23]
= CH
N 3
SN CHy
CaaH2sNaCuala | [30]
=
N
Ca24H28N4Cual4-2(C7Hs) HzC / \N [30]
H3C@NH2
C18H24N4Cuals [25]
H,C—=N
CH3
C12H36N4Cuals H3C—N [26]
CHg

1.

4. BUCHOBKH

OTxe, SK B yMOBaX MOJU(PIKOBAHOTO 3MIHHO-CTPYMHOTO EJIEKTPOXiMITHOTO
CHHTE3Y B IPUCYTHOCTI 1-amin-1H-6eH3imMinaszony, MeTanidHOl Milli Ta HOAy, YTBOPIOETHCS
crnonyka [(C7HsN2(C3Hs))aCusls], y skiii BiCyTHS KOOpAMHALS aliIbHOI TPYNH JHraHIy
aroMoM Cu(l). MOXJIMBHUM TOSICHCHHSM OIMCAHOI OCOOJMBOCTI CTPYKTYpH € BIUIUB
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SYNTHESIS AND CRYSTAL STRUCTURE OF COPPER(Il) IODINE
COMPLEXES WITH 1-ALLYL-1H-BENZIMIDAZOLE

0. Pavlyuk®*, M. Mys'kiv?, E. Goreshnik?

lvan Franko National University of L "viv,
Kyryla i Mefodiya, Str., 6, 79005 Lviv, Ukraine;

2Jozef Stefan Institute,
Jamova 39, SI-1000 Ljubljana, Slovenia
e-mail: pavalex@gmail.com

By reaction of acetonitrile solution of 1-allyl-4-benzimidazole, iodine and copper under
alternating current technique in 1 day the dark red crystals of [(C7HsN2(C3Hs))4Cuals] (I) compound
was obtained and structurally characterized by X-ray single crystal method: space group P1,Z =2,
a=11,3260(5), b=12,2730(5), c=16,3601(6) A, o =96,407(3), f=95572(3), y=99,260(4)°,
V =2215,1(2) A3, posu. = 2,089 r/cm®, New Gemini, Dual, u(MoKs) = 4,72 mm~', empirical
absorption correction, 6@nax. =29,0°, 26095 measured, 9674 used reflections, R(F?)=0,024,
Rw(F?) = 0,053, S = 1,07.

Structures was solved by direct methods and refined by least-squares method on F? by
SHELXL-2014 with following graphical user interfaces of OLEX?2.

In the crystal structure of compound I, the copper(l) atoms possess a deformed tetrahedral
coordination environment formed by nitrogen atom (Cu-N distances 1,990-2,014 A) of organic
ligand and three iodine atoms (Cu-1 distances 2,629-2,787 A). Due to the fact that each I atom of
four independent ones connects three copper(l) atoms, globular units {Cua4ls}~ are appearing.
Bonding of nitrogen atom of ligand moieties with Cu(l) closed coordination environments causes an
appearance of the {C7HsN2(CsHs)Cul}s topological block.

An interesting feature of the compound structure is the lack of coordination of copper atoms
with the unsaturated C=C bond of the allyl group of the 1-allyl-1H-benzimidazole cation. This
feature of the crystal structure topology can be explained by a steric hindrance from iodine atoms
and the extremely weak power of hydrogen and Cu....Cu contacts. Confirmation of this approval is
the lack of literature information about m-complexes of Cu(l), in which the coordination
environment of metal atoms included three iodide ions together with C=C bond.

Keywords: 1-allyl-1H-benzimidazole, copper(I), iodine coordination compounds, crystal
structure.
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