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X-A 54 S o] 83bed C\HONCuCl, - H09 ¥2F o 2725 M. of AA
o] ARA = Triclinico] I F7HES Plold, S E A4 g = 7.620209) A, b = 8.59%43(7) A,
c = 8.6272(6) A, o = 67.518(6)°. P = 68.043(8)’, ¥ = 74.370(8), V = 478.8%(8) A’, T = 295K,
Z =1, D, = 1.504 Mgm™e)t}. 3" 52] 47| Enraf-Nonius CAD-4 DiffractometerZ
912 graphiteE o 318 MoKoA (A = 0.7107 Ay Alg-3leiel. A2 Direct method
2 Egjenm. F, > 40(F,)2l 1659712 £ 3AdH oleo] disle] HAa Ae oz 234702 W
$2 AU3) sl HF AHE U R = 247%F AUt

Abstract

The structure of C,H;0,N,CuCl, - H,0 has been determined by X-ray diffraction methods. The
crystal system is triclinic, space group P1, unit cell constants, a = 7.6202(9) A, b =185943(7) A,
¢ = 8.6272(6) A. o = 67.518(6)°, B = 68.043(8)°, v = 74.370(8)°, V = 478.89(8) A*, T = 295K, Z =
1, D, = 1504 Mgm“, The intensity data were collected on an Enraf-Nonius CAD-4 Diffractometer
with graphite monochromated MoKo radiation (A = 0.7107 A). The molecular structure was solved
by direct methods and refined by full-matrix least squares to a final R = 2.47% for 1659 unique
observed F,, > 46(F,) reflections and 234 parameters.
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Table 1. Experimental data C;;H,,0,N,CuCl,.

Crystal data

[C;6H,s0,N;CuCl,] Mo Ka radiation
M, =43377 A=071073 A
Triclinic Cell parameters from 25
P1 reflections
a=17.620209) A 0 = 8.57°~15.85°
b =85943(7) A )= 143mm™’

c = 8.6272(6) A T=295K

o = 67.518(6)°

B = 91.61409)° Block

¥ = 74.370(8)°

V = 478.89(8) A’

Z=1 0.2X0.3X0.3 mm
D, = 1.504 Mgm™ blue

Data collection

Enraf-Nonius CAD-4 B = 25°
diffractometer

/20 scans h=-8—9

Absorption correction : PSI scan k = -9 10

1809 measured reflections [=0—10

1685 independent reflections 3 standard reflections
monitored every 200
reflections
intensity decay : none

Refinement

Refinement on F°

R = 00247 (NG, = 0.000

S =1083 AP = 0.605 eA™
wR = 0.0609 APy = —0352 eA”

Extinction coefficient :
none

Atomic scattering factors
from International
Tables for

w = I/[6*(Fy) + (0.0718612X Py’ X-ray Crystallography
where (1992, vol. C, tables

P = [Max(F7, 0) + 2XF?)/3 4268 and 6.1.14)

1659 reflections [F, > 406(F,)]

234 parameters
All H-atoms parameters refined

SRR R

2719 #3445
mmeo| ). 8.57°<0<15.85° Afololl 257 34k
S ZA3sld g = 7.620209) A, b = 8.5943(7) A,
c = 8.6272(6) A, o = 67.518(6)°, B = 68.043(8)",
v = 74370(8)° 011, V = 478.898) A’ AAA =
Triclinic, N EZ% BAE Z = 192 494,
Y ol B S L2 259°< 9 <2497°, 8<h<9,
—9<k<10, 0<I< 10 Alelol| A 1809712] 3] d) o]
HE Ao, S3]AubA e 168571 ¢]
v}, A}4-3t X-ray Diffractometer = Enraf-Nonius
CAD-4, 3}A-2- graphite 2 <2 313t MoKo o] 22
w/202 scandti =}t A3 34 ) o] E]&= Lorentz-
Polarization factor & ¥A3}¢].2m | PSI scan < 3}
of F4 ¥AE sd. SAE 3 ole24E
S &HAA Y} QAL Z = 4 olvhs A ENE
F7HEe] P1E Aot A A9’ 2470 (=)

Table 2. Fractional atomic coordinates and equivalent
isotropic displacement parameters (AY) for non-hy-
drogen atoms of C,;H,;O,N;CuCl,. The e.s.d’s are
in parentheses.

i . s
U"q=§2i sz,-ja,-aja,-. a.

Atom X y z U(eq)

Cu 0.9227(1) 0.4147(1)  0.3324(1) 0.035(1)
CI(1) 1.2454(1) 0.4335(1) 0.3348(1) 0.047(1)
Cl(2) 0.9001(2) 0.1387(1) 0.3946(2) 0.064(1)
N(1) 0.8180(4) 0.6696(3) 0.2725(3) 0.031(1)
N(2) 1.0074(4) 0.4775(4) 0.0677(4) 0.040(1)
N@3) 0.7856(5) 0.4272(4) 0.5789(4) 0.039(1)
O(l)y 0.2952(4) 0.9886(4) -—0.1016(4) 0.057(1)
O(2) 0.5977(4) 0.9402(4) -0.1033(4) 0.049(1)
C(1) 0.9439(5) 0.7561(5) 0.1007(5) 0.040(1)
C(2) 1.0091(5) 0.6448(5) -0.0154(5) 0.041(1)
C(3) 1.0737(6) 0.7102(7) -0.1984(5) 0.054(1)
C4) 1.1405(7) 0.6000(8) —0.2950(6) 0.063(1)
C(5) 1.1374(7) 0.4288(8) —0.2097(6) 0.063(1)
C(6) 1.0688(6) 0.3720(6) —0.0285(6) 0.055(1)
C(7) 0.8194(5) 0.7203(4) 0.4179(5) 0.037(1)
C(8) 0.7452(5) 0.5857(4) 0.5882(4) 0.036(1)
C(9) 0.6453(6) 0.6218(6) 0.7432(5) 0.050(1)
C(10) 0.5869(7) 0.4906(7) 0.8948(6) 0.062(1)
C(11) 0.6305(8) 0.3280(7) 0.8874(6) 0.065(1)
C(12) 0.7298(7) 0.3002(6) 0.7263(6) 0.055(1)
C(13) 0.6195(5) 0.6882(4) 0.2662(5) 0.035(1)
C(14) 0.5018(5) 0.8634(5) 0.2615(5) 0.042(1)
C(15) 0.3481(6) 0.9006(6) 0.1732(5) 0.048(1)
C(16) 0.4295(5) 0.9453(4) —0.0239(5) 0.039(1)
w 0.4462(6) 1.0915(4) —0.4466(4) 0.064(1)
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Table 3. Bond lengths (A) and angles (°) for non-hydrogen atoms of C,H,,0,H;CuCl,. The e.s.d.’s are in

parentheses.
Cu-N(1) 2.050(3) N(2)-Cu-N(1) 161.2(1) C(3)-C(4)-C(5) 119.4(4)
Cu-N(2) 2.016(3) N(2)-Cu-N(3) 81.0(1) C(4)-C(5)-C(6) 119.0(4)
Cu-N(3) 2.020(3) N(3)-Cu-N(1) 80.9(1) N(2)-C(6)-C(5) 122.3(5)
Cu-CI(1) 2.516(1) N(1)-Cu-Cl(2) 153.1(1) N(1)-C(7)-C(8) 108.2(3)
Cu-Cl(2) 2.263(1) N(2)-Cu-Cl(2) 97.5(1) N(3)-C(8)-C(9) 122.4(4)
N(1)-C(1) 1.466(4) N(3)-Cu-Cl(2) 96.6(1) N(3)-C(8)-C(7) 115.1(3)
N()-C(7) 1.481(4) N(1)-Cu-CI(1) 97.8(1) C(9)-C(8)-C(7) 122.5(3)
N(1)-C(13) 1.497(4) N(2)-Cu-Cl(1) 92.5(1) C(10)-C(9)-C(8) 119.0(4)
N(2)-C(2) 1.340(5) N(3)-Cu-Cl(1) 94.5(1) C(11)-C(10)-C(9) 119.1(4)
N(2)-C(6) 1.336(5) Cl1(2)-Cu-CI(1) 109.2(1) C(10)-C(11)-C(12) 119.1(4)
N(@3)-C(12) 1.331(5) C(D)-N()-C(N 113.3(3) N(3)-C(12)-C(11) 121.9(4)
N(3)-C(8) 1.340(5) C(1)-N(1)-C(13) 111.4(3) N(1)-C(13)-C(14) 114.7(3)
0(1)-C(16) 1.324(5) C(7)-N(1)-C(13) 112.1(3) C(13)-C(14)-C(15) 111.1(3)
0(2)-C(16) 1.204(5) C(1)-N(1)-Cu 107.5(2) C(16)-C(15)-C(14) 112.3(3)
C(1)-C(2) 1.506(6) C(7)-N(1)-Cu 105.3(2) 0(2)-C(16)-0(1) 123.2(3)
C(2)-C(3) 1.393(5) C(13)-N(1)-Cu 106.8(2) 0(2)-C(16)-C(15) 124.4(3)
C(3)-C4) 1.371(7) C(6)-N(2)-C(2) 118.8(4) O(1)-C(16)-C(15) 112.4(3)
C(4)-C(5) 1.372(8) C(6)-N(2)-Cu 127.4(3)
C(5)-C(6) 1.378(7) C(2)-N(2)-Cu 113.7(3)
C(N)-C(8) 1.499(5) C(12)-N(3)-C(8) 118.4(3)
C(8)-C(9) 1.376(5) C(12)-N(3)-Cu 128.0(3)
C(9)-C(10) 1.374(7) C(8)-N(3)-Cu 113.5(2)
C(10)-C(11) 1.367(8) N(1)-C(1)-C(2) 109.2(3)
C(11)-C(12) 1.390(7) N(2)-C(2)-C(3) 121.6(4)
C(13)-C(14) 1.525(5) N(2)-C(2)-C(1) 116.1(3)
C(14)-C(15) 1.528(5) C(3)-C(2)-C(1) 122.3(4)
C(15)-C(16)  1.505(5) C(4)-C(3)-C(2) 118.9(5)

o} 3t 7ie] EEAR) 7] HEk: SHELXS971" &
A48t Direct method 2 ZAA 8192w | SHELXL-
972 & Al8-3le] Fuyll-Matrix Least-Square ¥ 2
2 A3t . 19719 Fada HAE 718}
gy o2 A Akl

A 3 AL Zw(Fol® — IFe?) & 343 319
o w = 1/[6YF) + (0.718 X P))], P = [Max(F,,
0) + 2X FJ)/30] 2L Wige] 7= 2347] o] o}, 5]
344 o B} (Vo)< Tt el (V) Bl NN, =
720012, HF A% QA= Fo > 4o(Fo)dl 1659
N S 3)Ad oleld] B R = 0.0247, wR =
0.0609 o]t} . & A A& Pentium PC & A3}
o1 data reduction ¥ A AHS WinGX” & AH-3}
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Table 4. Torsion angles (°) for non-hydrogen atoms of C;;H;O,N;CuCl,. The e.s.d.’s are in parentheses.

N(2)-Cu-N(1)-C(1) -30.3(2)
N(3)-Cu-N(1)-C(1) 154.42)
Cl(2)-Cu-N(1)-C(1) ~119.1(2)
CI(1)-Cu-N(1)-C(1) 61.0(2)
N(2)-Cu-N(1)-C(7) ~151.32)
N(3)-Cu-N(1)-C(7) 33.3(2)
CI(2)-Cu-N(1)-C(7) 119.9(2)
CI(1)-Cu-N(1)-C(7) —60.0(2)
N(2)-Cu-N(1)-C(13) 89.3(2)
N(3)-Cu-N(1)-C(13) -86.0(2)
Cl(2)-Cu-N(1)-C(13) 0.5(3)
CI(1)-Cu-N(1)-C(13) -179.42)
N(3)-Cu-N(2)-C(6) -151.1(4)
N(1)-Cu-N(2)-C(6) ~165.5(3)
CI(2)-Cu-N(2)-C(6) -12.7(3)
CI(1)-Cu-N(2)-C(6) 97.0(3)
N(3)-Cu-N(2)-C(2) 32.5(5)
N(1)-Cu-N(2)-C(2) 18.1(2)
CI(2)-Cu-N(2)-C(2) 170.9(2)
CI(1)-Cu-N(2)-C(2) ~79.4(2)
N(2)-Cu-N(3)-C(12) 146.7(4)
N(1)-Cu-N(3)-C(12) 161.1(4)
CI(2)-Cu-N(3)-C(12) 8.1(4)
CI(1)-Cu-N(3)-C(12) -101.8(4)
N(2)-Cu-N(3)-C(8) ~31.8(5)
N(1)-Cu-N(3)-C(8) ~17.4(2)
C1(2)-Cu-N(3)-C(8) -170.3(2)
CI(1)-Cu-N(3)-C(8) 79.8(2)
C(7)-N(1)-C(1)-C(2) 152.6(3)
C(13)-N(1)-C(1)-C(2) -80.0(3)
Cu-N(1)-C(1)-C(2) 36.7(3)
C(6)-N(2)-C(2)-C(3) -0.3(5)
Cu-N(2)-C(2)-C(3) 176.5(3)
C(6)-N(2)-C(2)-C(1) ~178.2(3)

Cu-N(2)-C(2)-C(1) -1.5(4)
N(D-C(1)-C(2)-N(2) —24.2(4)
N(D)-C(1)-C(2)-C(3) 157.8(3)
N(2)-C(2)-C(3)-C(4) -1.3(6)
C(1)-C(2)-C(3)-C(4) 176.5(4)
C(2)-C(3)-C(4)-C(5) 1.7(6)
C(3)-C(4)-C(5)-C(6) -0.6(7)
C(2)-N(2)-C(6)-C(5) 1.4(6)
Cu-N(2)-C(6)-C(5) ~174.8(3)
C(4)-C(5)-C(6)-N(2) -1.0(7)
C(1)-N(1)-C(7)-C(8) ~160.5(3)
C(13)-N(1)-C(7)-C(8) 72.5(3)
Cu-N(1)-C(7)-C(8) -43.3(3)
C(12)-N(3)-C(8)-C(9) ~1.3(6)
Cu-N(3)-C(8)-C(9) 177.3(3)
C(12)-N(3)-C(8)-C(7) 177.7(4)
Cu-N(3)-C(8)-C(7) -3.7(4)
N(1)-C(7)-C(8)-N(3) 32.3(4)
N(1)-C(7)-C(8)-C(9) -148.7(3)
N(3)-C(8)-C(9)-C(10) 0.9(6)
C(T)-C(8)-C(9)-C(10) ~178.1(4)
C(8)-C(9)-C(10)-C(11) 0.3(7)
C(9)-C(10)-C(11)-C(12) -1.0(8)
C(8)-N(3)-C(12)-C(11) 0.5(7)
Cu-N(3)-C(12)-C(11) ~177.8(4)
C(10)-C(11)-C(12)-N(3) 0.6(8)
C(1)-N(1)-C(13)-C(14) -75.1(4)
C(T)-N(1)-C(13)-C(14) 53.0(4)
Cu-N(1)-C(13)-C(14) 167.8(2)
N(1)-C(13)-C(14)-C(15) 153.9(3)
C(13)-C(14)-C(15)-C(16) ~75.7(4)
C(14)-C(15)-C(16)-O(2) 5.3(5)
C(14)-C(15)-C(16)-O(1) ~175.8(3)
Cu-N(2)-C(2)-C(1) ~1.5(4)

Fig. 1. Perspective view of the title compound with
the atomic numbering. Ellipsoids for non-H atoms
correspond to 50% probability.

Zol= N(I)-C(1) : 1.466(4) A, N(1)-C(7) : 1.481(4)
A, N(1)-C(13) : 1.497(4) Ae]T}.

Cud FAoz A AAE9] Agl: Cu-
Cl() : 2516(1) A, Cu-Cl(2) : 2.263(1) A, Cu-
N(1) : 2.050(3) A, Cu-N(2) : 2.016(3) A, Cu-NQ3) :
2.0203) Aol Cu-Cl(1)2] A4 |7} Cu-Cl(2)
X} Zdxut o et ol Al Mo
Ed oA S| 2

CuE Aoz A dA59 452 NQ2)-
Cu-N(3) : 161.2(1)°, N(2)-Cu-N(1) : 81.(1)°, N(3)-
Cu-N(1) : 80.9(1)°. N(2)-Cu-Ci(2) : 97.5(1)°, N(3)-
Cu-Cl(2) : 96.6(1)°, N(1)-Cu-Cl(2) : 153.1(1)°,
N(2)-Cu-CI(1) : 92.5(1)°, N(3)-Cu-CK1) : 94.5(1)",
N(1)-Cu-CI(1) : 97.8(1)°°]=}.
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Fig. 2. A stereoscopic view of the packing for the title compound. The c-axis is vertical and a-axis horizontal.

¥ T2 NS FAHLE 3 AMHAE o2
NE ZHE C(1)-N(1)-C(13) = 111.4(3)°, C(1)-N(1)-
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