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Abstract

The crystal and molecular structure of Tris(biuret)chromium(IT) Perchlorate Monohydrate
(Cr{CH:N,0;), - (CIOy); - H,0) has been determined by X-ray crystallography. The crystals
are triclinic, P1, ¢=10.486(3) A, p=11.371(5) A, c=11.485(4} A, a=88.70(3)", $=66.85(3)", =
67.11(3)°, V=1146.2(7) A® and Z=2. The intensity data were collected on an Enraf-Noninus
CAD-4 Diffractometer with a graphite monochromated Mo-Ko radiation. The structure was
solved by direct method and refined by full-matrix least-squares methods to a final R value
of 0.114 for 1528 observed reflections. Tris(biuret}chromium(III) cation has octahedral con-
formation with the average Cr-O bond distance of 194 A. Each perchlorate anmion is
disorderd over two positions. The cations and anions are packed topether throupgh the
hydrogen bonds in the crystal structure. Water molecule accepts the hydrogen bond from
N(6)-H of cation and donates the bonds to 0(33) of perchlorate anion.
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Table 1. Summary of Crystal Data

Crystal data

[Cr(CoH:NO2)s] - (Cl0)s - B0 D=1.30 {calc.) gem®
Mw=676.63 amu MoK o Radiation

Triclinic A=0.7107 A
P1 Cell parameters from 18
a=10.486(3} A reflections
5=11.371(5) A 26=15"-24°
=11.485(4) A #=0.96 mm”
o=88.70(3)° T=203(2) K
B=66.85(3)" 0.13%0.23x0.45 mm
y=67.11(3)" Violet
y=1146.2(7) A*
=2
Data collection
Enraf-Nonius CAD-4 =23
Diffractometer h=0—11
/28 Scan type k=11—12
Absorption correction: =11—12
none 3 standard reflections
3183 independent reflections monitored

1528 observed reflections every one hour
[>40(D)] intensity variation: none

Refinement

Refinement on F*

R(FI=0.114

uR(F*)=0.289 APar=0.76 eh”

S=1.109 Ap=-057 ek

3183 reflections Extinction correction: none

394 parameters Atomic scattering factors

Calculated weights from International Tables
w=1/[*(F,)+H0.1330PY*  for Crystallography’

+15.6438F]

where P={F2+2F.5/3

<

A e LR

AM8ELe] direct methodse} least-square methods
2 slgdvh 548l 34445 difference Fourier map
ol A & 2x}1= 2kbe). 3788 perchlorate groups
L 5 o7l 7158 SR 2 disorder= o] 125
difference Fourier mapelA] X154} Per-
chlorate€2] A Ys= dzt GAUR ] 2HF o
gl 4709 AA2E53 4919 disordered 444

Tabile 2. Fractional Atomic Coordinates (x10%) and
Equivalent Isotropic Thermal Parameters for Non-hy-
drogen Atoms of Tris(binret)chromium(I) Perchlorate
Monchydrate

Atom X ¥ Z Ueg

Cr 2252(3)  7917(3)  7388(3) 0.043(1)
C(1)  -847019) 8855(13) 9275(14) 0.033(4)
C(2) 3800200 6545(16) 8452(17) 0.042(4)
C(3)  4460(20) 6608(16) 8459(17) 0.049(5)
Cl4)  5380(20) 6083(16) 6159(17) 0.047(5)
C(5)  2930(18) 9969(14) 6179(17) 0.042(4)
C(6)  1907(18) 8897(17) 5192(18) 0.046(4)
N(1)  -845(15) 7686(12) 9149(12) 0.042(3)
N2y -2135(17)  97ar(14)  9977(14) 0.060(4)
N(3) 103(16) 5508(13) 8590(13) 0.050(4)
N(4)  5531(15) 5911(12) 7269(12) 0.047(4)
N(5)  4821(16) 6374(13) 9427(12) 0.048(4)
N(6}  6580(20) 5428(16) 5148(13) 0.074(5)
N(7)  2590(18) 9702(14) 5180{14) 0.059(4)
N{8)  3393(17) 10874(13) 6067(14) 0.055(4)
N{9)  1635(17) 8866(18) 4167(14) 0.065(5)
0(1) 300013} 9044(10) 8&710(12) 0.051(3
0(2)  1589(14) 6524(9)  7684(12) 0.052(3)
0(3)  3173(13) 7466(10) 8616(10) 0.046(3)
0(4)  4178(14) 6794(14) 6089(10) 0.060(4)
0(5)  2778(15) 9400(12) 7097(11) 0.066(3)
O06)  1471(14) 8336(11) 6106(12} 0.054(3)
O(W) 9460(30) 3930(30) 4840(30) 0.246(17)
Cl(1) 3991(5) 2998(4) 8129(4) 0.045(1)
O(11)  3270(30)  3435(15) 7260017} 0.074(7)
0012y  5350(20)  3120(20) 7790(20) 0.099(9)
0013)  3040(20) 3550{40) 9390(20) 0.124(10)
0014  4310(60) 1655(19)  8030(40) 0.184(18)
0011y 4220070)  3370(50) 7150(50) 0.012(17)
O(12') 5190(90) 2330(80) 848080 0.060(30)
0(13") 2880(60) 4150(50) 9140(50) 0.001(14)
014" 3430(110) 2190¢120) 8650(90) 0.070(30)
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Cl(2)  3149(8)
0(21)  3810(30)
0(22)  2240(20)
0(23)  2387(17) 12952(14)
0(24)  4260(20) 11105(16)
021"y 2770(120) 12200(50)
022" 1740(70)  11360(60)
0023} 1810(50) 12460(40)
0(24')  4640070) 113700(60)
CI(3) 9037(6)  3002(4)
0(31)  8210(30)  2160(20)
0(32)  7830(20) 4286(18)
0(33)  9940(200  2510(30)
0(34) 10020(30)  2918(17)
00(31') 10430(50)  3350(50)
0(32')  §340(110) 3680(100)
0(33") 9100{70)  1850(50)
0(34") 9150{(60)  3320(50)

11646(5)
11510(20)
10940(20)

2566(5)  0.062(2)
3470(20) 0.079(7)
2880(20) 0.075(7)
2492(18) 0.060(6)
1220(18)  0.080(7)
4120(90) 0.090(30)
3220(50) 0.015(14)
3410040) 0.016(14)
1810070} 0.051(19)
7968(50} 0.056(1)
8400(20) 0.063(6)
8150(20) 0.069(7)
6640(20) 0.106(11)
8480(40) 0.117(13)
6950{50) .071(18)
7600(90) 0.120(30)
8110(50) 0.068(17)
0140(40) (.048(14)

QOccupancy Factor

O{11)}~0014)  0.83(3) 0(11)~0(14"
021)}~0(24)  0.80(2) 0(21")~0(24")
O(31)-0034)  0.70(3) 0(31")~0(34"

0.17(3)
0.20(2)
0.30(3)

A2 occupancy factorso] normalizedfc]ﬂ] &
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Fig. 1. Conformation of Tris(biuretichrominm{IIl)
Cation.
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Table 3. Bond Lengths (A) and Bond Angles (") for Nonhydrogen Atoms of Tris(biuret)chromium(IIl) Per-
chlorate Monohydrate. The e.s.d.'s are in parentheses

Cr-0(1) 1.935(11) Cl4)-N(8) 1.280(20)
Cr-0(2) 1.938(11) C(4)-N{4) 1.340(20)
Cr-0(3) 1.958(11) C(5)-N(8) 1.280(20)
Cr-0(4) 1.910(12) C(5}-N(7) 1.400(20)
Cr-0(5) 1.952(11) C(6)}-N(9) 1.320(20)
Cr-0{6) 1.918(13) C(6)}-N(7) 1.360(20)
0(1)-C(1) 1.223(18) Cl{D)-0(11) 1.447(18)
0(2)-C(2) 1.218(18) Cl(1)-0012) 1.381019)
0(3)-C(3) 1.260(20) CI{1)-0(13) 1.380(20)
0(4)-C(4) 1.240(20) CI(1)-0(14) 1.428(19)
0(5)-C(5) 1.213(18) Cl{23-0(21) 1.436(16)
O(6)-C(6) 1.240(20) Cl{2)-0(22) 1.414(19)
C{1)-N(2) 1.297(19) CU2)-0(23) 1.405(15)
C({1)-N(1) 1.340(18) Cl{2)-0(24) 1.483(17)
C(2)-N(3) 1.312(19) CI{9-0(31) 1.480{20)
C(2)-N(1) 1.380(20) CI{)-0(32) 1.463{(18)
C(3)-N(5) 1.300(20) Cl{3)-0(33) 1.420(20)
C(3)-N(4) 1.380(20) CI(3)-0(34) 1.350(20)
0(1)-Cr-0(2) 88.6(5) O(1)-C(1)-N(1) 121.7(14)
0(1)-Cr-0{3) 92,145) 0(1)-C(1)-N(2) 121.1{14)
0(1)-Cr-0(5) 88.4(5) 0(2)-C(2)-N(3) 122.4(17)
0{2}-Cr-0(3) 92.2(5) 0(2)-C(2)-N(1) 122.1(14)
0(2)-Cr-0(5) 175.9(5) 0(3}-C(3)-N(4) 122.1(16)
0{4)-Cr-0(1) 179.6(6) 0(3}-C(3}-N(5) 120.2(17)
0(4)-Cr-0(2) 91.0(5) 0(4)-C(4)-N(4) 123.8(16)
O{)-Cr-0(3) 87.7(5) O(4)-C{4)}-N(6) 121.019)
0(4)-Cr-0(5) 92.0(6) 0(5)-C(5}-N(7) 122.6(15)
0(4)-Cr-0(6) 89.2(5) 0(5>-C{5)-N(8) 122.2(18)
0(5)-Cr-0(3) 90.7(5) 0(6)-C(6)-N(7) 124.1(16)
0(63-Cr-0(1) 91.0(5) 0{6)-C{6)-N(9) 123.2(17)
0(6)-Cr-0(2) 80.4(5) 0{12)-CI(1)-0(11) 114.9(14)
0(6)-Cr-0(3) 176.5(6) 0{12)-CI(1)-0(13) 109.6(16)
0(6)-Cr-0(5) 87.9(5) 0(12)-CI(1)-0(14) 108.0(20)
C(L-0(1)-Cr 129.8(10) 0(13)-Cl(1)-0(11) 113.5(11)
C(2)-0(2)-Cr 128.7(11) 0(13)-Cl(1)-0(14) 108.0(20)
C(3)-0(3)-Cr 129.1(11) 0(14)-CI(1)-0{(11) 102.3(13)
C(4}-0(4)-Cr 130.8(12) 0(21)-Cl(2)-0(24) 114.8(13)
C(5}-0(5)-Cr 128.7(11) 0(22)-C1(2)-0(21) 108.2(12)
C(6)-0(6)-Cr 126.0(11) 0(22)-Cl(2)-0(24) 105.0(15)

C(1)-N(1)-C(2) 127.6(14) 0(23)-Cl(2)-0(21) 111.4(11)
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Table 3. Continued

C{4)-N(4)}-C(3) 125.6(15) 0(23)-Cl(2)-0(22) 114.8(12)
C(6)-N(7)-C(5) 124,3(15) 0(23)-Cl{2)-0(24) 102.6(11)
N(2)-C(1)-N(1) 117.1(16) Q(32}-CI{(3)-0(31) 103.8(13)
N(3)-C(2)}-N(1) 115.2(15) 0(33)-Ci{3)-0(31) 103.4(14)
N(5)-C(3)-N(4) 117.7(16)- 0033)-C1(3)-0(32) 110.9(15)
N(6)-C(4)-N{4) 115.3(18) 0{34)-Cl(3)-0(31) 116.1(17)
N(8)-C(5)-N{D 115.1(16} 0(34)-C1(3)-0(32) 116.2(12)
N(9)-C(6)-N(7) 112.5(18) 0(34)-C1(3)-0(33) 105.7(18)
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Fig. 2. Crystal Strocture of Tris(biuret)chromium(IIl) Perchlorate Monohydrate. Disordered perchlorate and
water molecules are shown with boundary ellipse only.

Table 4. Possible Hydrogen Bonds in the Crystal Structure of Tris(biuret)chrominm(III) Perchlorate Monohy-
drate

D-H <DHA d(D--A) (&) A Symmetry Code
N(1-H(1) 149° 3.07 0(13)
N(2)-H(2) 148 3.115 0(3) -x, ~y+2, -z+2
Ni{2)-H(2) 133 3.267 0(31) x1, y+1, z
N{2)-H(2") 132 3.159 0(24) x-1, v, z+1
N{3)-H(3) 147 3.000 O(11) -x, ~y+1, -z+2
N(3}-H(3) 116 2.987 0(34) %=1V z
N(3)-H(3") 157 2.957 0(13)
N(4)-Hi4) 151 2.939 0(32)
N(5)-H(5) 149 2.986 0(31) -x+1, -y+l, -z+2
N(5)-H(5) 129 3.180 0(12) x+1, v, z
N(5)-H(5") 152 2.905 0(32)
N(5)-H(5") 113 3.072 0(13) i+l v, z
N(6)-H(6) 147 3.000 0(11) ¥+, v, z-1
Ni6)-H{6") 163 2.704 O(W)
N(7)-H(7) 147 3.048 0(22)
N(7)-H{7) 149 3.100 0(21)
N(8)-H(8) 176 3.039 0{(14) X, -y+2, -z+2

N(8)-H(8) 124 3.182 o1 X, -y+2, -z+2
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Table 4. Continaed
D-H <DHA d(D---A) (A) A Symmetry Code
N(8)-H(8") 158 2.853 0{21)
N(9)-H{9) 162 3.061 0(33) x+1, -y+l, 2+l
N{9)-H(9") 152 2,899 0(22)
O(W) 2083 0(23) xtl, v-1, z
O(W) 2683 0{33)
= 2E 7158 N-H---0 g ghgo] ARl B s |
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