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Abstract

The structure of C,gHyN,O,Br - 2H,0 has been determined by X-ray deffraction methods. The
crystal system is triclinic, space group P1, unit cell constants, a = 9.000(1) A, b =9.312(3) A c=
9.344(2) A, o = 89.37(20)°, B = 68.81(3)°, v = 84.70(4)°, V="726.7(8) A, T=298K, Z= 1, D, =
1.402 Mgm™. The intensity data were collected on an Enraf-Nonius CAD4 Diffractometer with
graphite monochromated MoKa radiation (A = 0.71073 A). The molecular structure was solved by
direct methods and refined by full-matrix least squares to a final R = 5.95% for 2521 unique observed

F, > 46(F,) reflections and 370 parameters.
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Scheme 1. C,;H,N,O,Br - 2H,0.
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Table 2. Fractional atomic coordinates and equivalent
isotropic displacement parameters for non-hydrogen
atoms of C,H,N,OBr * 2H,0. The es.d.’s are in
parentheses.
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Table 1. Experimental data. Atom X y z U(eq)
Cystal data Br 0.6002(2) 0.0186(2) 0.6645(2) 0.040(1)
[C;H,N,O,Br - 2H,0] MoKo radiation O(1) 1.0428(1) -0.1148(1) 0.5409(2) 0.047(3)
M, = 613.59 A=071073 A O(2) 0.8212(1) —0.1525(1) 0.7447(1) 0.039(2)
Triclinic P1 Cell parameters from 25 0O(3) 1.3690(1) -0.8122(1) 0.5979(2) 0.042(3)
a =9.000(1) A reflections 04) 1.1625(1) -0.8461(1) 0.7989(2) 0.047(3)
b=93123) A 6 = 4.67°~11.01° N(1) 0.6416(1) 0.2030(1) 0.7507(1) 0.017(2)
c=934402) A U= 1462 mm™ N(@2) 0.7837(1) 0.0308(1) 0.4584(1) 0.023(2)
o = 89.37(20)° T =298(2) K N@3) 0.4163(1) 0.0162(1) 0.8681(1) 0.024(2)
B = 68.81(3)° 0.3X0.3X0.3 mm N(4) 0.5561(1) -0.1644(1) 0.5756(2) 0.035(3)
v = 84.71(4) violet C(1) 0.8463(2) 0.2655(2) 0.5110(2) 0.039(3)
V = 72678) A’ prism C(2) 0.6968(1) 0.3122(1) 0.6470(2) 0.036(3)
Z=1 C(3) 04966(1) 0.2495(1) 0.8932(2) 0.031(3)
D, = 1.402 Mg/’ C4) 0.5224(2) 0.3654(1) 0.9936(2) 0.037(4)
Data collection C(5) 03731(2) 0.4046(2) 1.1230(2) 0.043(4)
Enraf-Nonius CAD-4 0 =25.02° C6) 0.3096(2) 0.2778(2) 1.2175(2) 0.046(4)
diffractometer C(7y 0.2730(2) 0.1623(2) 1.1166(2) 0.045(4)
/20 scans h=-9—10 C(8) 0.4333(1) 0.1243(2) 0.9791(2) 0.033(3)
Absorption correction : k=-11—11 CO) 0.3673(2) -0.1278(1) 0.9460(2) 0.032(3)
psi scan C(10) 0.4823(2) -0.1950(1) 1.0140(2) 0.036(3)
2717measured reflections I1=0—11 C(11) 0.3450(1) —0.2288(1) 0.8239(2) 0.032(3)
2717independent reflections 3 stand reflections C(12) 0.5033(1) —0.2820(1) 0.6962(2) 0.032(3)
monitored every 200 C(13) 0.7050(1) -0.2157(1) 0.4509(2) 0.027(3)
reflections intensity C(14) 0.6759(2) -0.3264(2) 0.3460(2) 0.042(4)
decay : none C(15) 0.8350(2) -0.3760(2) 0.2060(2) 0.057(5)
Refinement C(16) 0.8990(2) -0.2342(2) 0.1160(2) 0.047(4)
Refinement on F° (A/o)max = 0.150 C(17) 0.9151(2) -0.1224(1) 0.2194(2) 0.032(3)
R = 0.0595 Apmax = 0.893 eA™ C(18) 0.7632(1) -0.0787(1) 0.3537(1) 0.023(3)
®R = 0.1788 Apmin = —0.811 eA™ C(19) 0.8316(1) 0.1681(1) 0.3926(2) 0.029(3)
2521 reflections Extinction coefficient : C(20) 0.7274(2) 0.2294(2) 0.3052(2) 0.046(4)
none C(21) 0.9614(1) -0.1966(1) 0.6495(2) 0.025(2)
370 parameters Atomic scattering factors C(22) 1.0380(2) -0.3379(1) 0.6548(2) 0.029(3)
form International C(23) 0.9527(2) -0.4305(1) 0.7730(2) 0.036(3)
Tables for C(24) 1.0157(1) —0.5693(2) 0.7898(2) 0.035(3)
o = V[6*(FD) + 0.1469X Py X-ray Crystallography C(25) 1.1709(1) -0.6165(1) 0.6760(2) 0.027(3)
+ 0.70XP] C(26) 1.2363(2) —0.7801(2) 0.6950(2) 0.038(3)
Where C(27) 1.2479(2) -0.5319(2) 0.5619(1) 0.034(3)
P = Max(FZ, 0) + 2XFA/3 C(28) 1.1787(2) -0.3922(1) 0.5546(2) 0.037(3)
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Table 3. Bond lengths (A) and angles (°) for non-hydrogen atoms of C,H,N,O,Br-2H,0. The es.d.’s are
in parentheses.

Br-N(3) 2.021(11) N(3)-Br(1)-N(1) 84.1(5) N(2)-C(18)-C(17) 113.3(11)
Br-N(1) 2.025(10) N(3)-Br(1)-N(4) 96.1(5) N(2)-C(18)-C(13) 107.6(10)
Br-N(4) 2.036(12) N(1)-Br(1)-N(4) 178.9(6) C(17)-C(18)-C(13) 109.1(9)
Br-N(2) 2.044(11) N(3)-Br(1)-N(2) 177.4(6) N(2)-C(19)-C(1) 110.0(13)
o(1)-C21) 1.302(18) N(1)-Br(1)-N(2) 94.0(5) N(2)-C(19)-C(20) 111.5(12)
0(2)-C(21) 1.286(16) N(4)-Br(1)-N(2) 85.8(6) C(1)-C(19)-C(20) 116.2(12)
0(3)-C(26) 1.224(19) C(2)-N(1)-C(3) 114.9(10) 0(2)-C(21)-0(1) 121.5(12)
O(4)-C(26) 1.16(2) C(2)-N(1)-Br(1) 116.7(8) 0(2)-C(21)-C(22) 122.8(13)
N(1)-C(02) 1.394(17) C(3)-N(1)-Br(1) 108.3(8) O(1)-C(21)-C(22) 115.8(12)
N(1)-C(03) 1.522(14) C(19)-N(2)-C(18) 116.5(11) C(28)-C(22)-C(23) 117.2(13)
N(2)-C(19) 1.446(16) C(19)-N(2)-Br(1) 121.59) C(28)-C(22)-C(21) 125.4(13)
N(2)-C(18) 1.490(19) C(18)-N(2)-Br(1) 106.6(9) C(23)-C(22)-C(21) 117.4(12)
N(3)-C(8) 1.51(2) C(8)-N(3)-C(9) 111.5(12) C(24)-C(23)-C(22) 122.3(13)
N(3)-C(9) 1.543(13) C(8)-N(3)-Br(1) 110.1(8) C(23)-C(24)-C(25) 115.8(14)
N(4)-C(13) 1.465(16) C(9)-N(3)-Br(1) 120.5(8) C(27)-C(25)-C(24) 121.8(12)
N(4)-C(12) 1.542(13) C(13)-N(4)-C(12) 110.4(10) C(27)-C(25)-C(26) 123.9(12)
C(1)-C(19) 1.49(2) C(13)-N(4)-Br(1) 106.5(8) C(24)-C(25)-C(26) 114.3(12)
C(1)-C(2) 1.509(19) C(12)-N(4)-Br(1) 112.6(9) 0O(4)-C(26)-0(3) 129.2(15)
C(3)-C(8) 1.45(2) C(19)-C(1)-C(2) 117.9(11) 0O(4)-C(26)-C(25) 119.6(14)
C(3)-C(4) 1.52(2) N(1)-C(2)-C(1) 113.9(10) 0(3)-C(26)-C(25) 111.0(14)
C(4)-C(5) 1.464(19) C(8)-C(3)-C(4) 112.6(13) C(25)-C(27)-C(28) 119.1(11)
C(5)-C(6) 1.50(2) C(8)-C(3)-N(1) 110.1(10) C(22)-C(28)-C(27) 123.7(12)
C(6)-C(7) 1.57(2) C(4)-C(3)-N(1) 115.1(11)
C(7)-C(8) 1.559(18) C(5)-C(4)-C(3) 109.7(11)
C(9)-C(10) 1.49(2) C(4)-C(5)-C(6) 112.5(11)
C9)-C(11) 1.56(2) C(5)-C(6)-C(T) 110.2(14)
C(11)-C(12) 1.533(16) C(8)-C(7)-C(6) 105.8(12)
C(13)-C(14) 1.53(2) C(3)-C(8)-N(3) 107.9(13)
C(13)-C(18) 1.575(16) C(3)-C(8)-C(T) 112.9(11)
C(14)-C(15) 1.586(19) N(3)-C(8)-C(7) 112.2(11)
C(15)-C(16) 1.60(2) C(10)-C(9)-N(3) 113.0(11)
C(16)-C(17) 1.48(2) C(10)-C(9)-C(11) 112.6(10)
C(17)-C(18) 1.509(18) N(3)-C(9)-C(11) 107.4(12)
C(19)-C(20) 1.52(2) C(12)-C(1 H)-C(9) 113.2(10)
C1)-C(22) 1.437(17) C(11)-C(12)-N(04) 110.09)
C(22)-C(28) 1.33(2) N(4)-C(13)-C(14) 111.4(11)
C(22)-C(23) 1.428(19) N(4)-C(13)-C(18) 105.4(10)
C(23)-C(24) 1.394(16) C(14)-C(13)-C(18) 108.0(11)
C(24)-C(25) 1.449(17) C(13)-C(14)-C(15) 111.7(13)
C(25)-C(27) 1.336(19) C(14)-C(15)-C(16) 107.1(13)
C(25)-C(26) 1.614(16) C(17)-C(16)-C(15) 112.1(15)

C(27)-C(28) 1.402(17) C(16)-C(17)-C(18) 114.4(12)
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Table 4. Torsion angles (°) for non-hydrogen atoms of C,H,N,O,Br-2H,0. The e.s.d.’s are in parentheses.

N(3)-Br-N(1)-C(2) —144.3(8) Br-N(3)-C(9)-C(11) -51.2(1)
N(4)-Br-N(1)-C(2) -48.3(3) C(10)-C(9)-C(11)-C(12) -54.5(1)
N(2)-Br-N(1)-C(2) 34.0(8) N(3)-C(9)-C(11)-C(12) 70.6(1)
N(3)-Br-N(1)-C(3) -12.7(7) C(9)-C(11)-C(12)-N(4) -80.5(1)
N(4)-Br-N(1)-C(3) 84.2(9) C(13)-N(4)-C(12)-C(11) -178.5(1)
N(2)-Br-N(1)-C(3) 165.6(8) Br-N(4)-C(12)-C(11) 62.7(1)
N(3)-Br-N(2)-C(19) 9.1(6) C(12)-N(4)-C(13)-C(14) 73.6(1)
N(1)-Br-N(2)-C(19) -31.6(1) Br-N(4)-C(13)-C(14) ~163.9(9)
N(@)-Br-N(2)-C(19) 147.3(1) C(12)-N(4)-C(13)-C(18) -169.5(1)
N(3)-Br-N(2)-C(18) ~127.1(5) Br-N(4)-C(13)-C(18) —47.1(1)
N(1)-Br-N(2)-C(18) ~168.5(8) N(4)-C(13)-C(14)-C(15) 176.9(1)
N(4)-Br-N(2)-C(18) 10.4(8) C(18)-C(13)-C(14)-C(15) 61.6(1)
N(1)-Br-N(3)-C(8) -12.9(8) C(13)-C(14)-C(15)-C(16) -57.2(1)
N(4)-Br-N(3)-C(8) 168.3(8) C(14)-C(15)-C(16)-C(17) 53.2(0)
N(2)-Br-N(3)-C(8) ~54.1(5) C(15)-C(16)-C(17)-C(18) -56.1(1)
N(1)-Br-N(3)-C(9) —144.9(1) C(19)-N(2)-C(18)-C(17) 61.5(1)
N(4)-Br-N(3)-C(9) 36.2(1) Br-N(2)-C(18)-C(17) -159.1(8)
N(2)-Br-N(3)-C(9) 174.1(1) C(19)-N(2)-C(18)-C(13) ~177.99)
N(3)-Br-N(4)-C(13) ~160.1(9) Br-N(2)-C(18)-C(13) -38.5(1)
N(1)-Br-N(4)-C(13) 104.22) C(16)-C(17)-C(18)-N(2) 178.2(1)
N(2)-Br-N(4)-C(13) 21.7(9) C(16)-C(17)-C(18)-C(13) 58.5(1)
N(3)-Br-N(4)-C(12) ~39.09) N(4)-C(13)-C(18)-N(2) 58.1(1)
N(1)-Br-N(4)-C(12) -135.2(2) C(14)-C(13)-C(18)-N(2) 177.49)
N(2)-Br-N(4)-C(12) 142.7(9) N(4)-C(13)-C(18)-C(17) ~178.6(1)
C(3)-N(1)-C(2)-C(1) 176.6(1) C(14)-C(13)-C(18)-C(17) -59.4(1)
Br-N(01)-C(2)-C(1) -55.0(1) C(18)-N(02)-C(19)-C(1) 179.8(1)
C(19)-C(1)-C(2)-N(1) 72.1(1) Br-N(2)-C(19)-C(1) 46.9(1)
C(2)-N(1)-C(3)-C(8) 170.3(1) C(18)-N(2)-C(19)-C(20) 49.4(1)
Br-N(1)-C(3)-C(8) 37.8(1) Br-N(2)-C(19)-C(20) -83.5(1)
C(2)-N(1)-C(3)-C(4) —61.2(1) C(2)-C(1)-C(19)-N(2) —64.4(1)
Br-N(1)-C(3)-C(4) 166.2(9) C(2)-C(1)-C(19)-C(20) 63.5(1)
C(8)-C(3)-C(4)-C(5) ~55.0(1) 0(2)-C(21)-C(22)-C(28) 176.1(1)
N()-C(3)-C(@)-C(5) 177.8(1) O(1)-C(21)-C(22)-C(28) -4.2(0)
C(3)-C(4)-C(5)-C(6) 57.1(1) 0(2)-C(21)-C(22)-C(23) ~1.2(0)
C(4)-C(5)-C(6)-C(7) -60.7(1) 0(1)-C(21)-C(22)-C(23) 179.6(1)
C(5)-C(6)-C(7)-C(8) 56.7(1) C(28)-C(22)-C(23)-C(24) 3.2(0)
C(4)-C(3)-C(8)-N(3) ~178.7(8) C(21)-C(22)-C(23)-C(24) ~179.5(1)
N(1)-C(3)-C(8)-N(3) —48.9(1) C(22)-C(23)-C(24)-C(25) ~2.2(0)
C(4)-C(3)-C(8)-C(7) 56.7(1) C(23)-C(24)-C(25)-C(27) -0.3(1)
N(1)-C(3)-C(8)-C(7) ~173.4(1) C(23)-C(24)-C(25)-C(26) ~177.6(1)
C(9)-N(3)-C(8)-C(3) 173.7(9) C(27)-C(25)-C(26)-O(4) 179.3(1)
Br-N(3)-C(8)-C(3) 37.1(1) C(24)-C(25)-C(26)-O(4) -3.2(0)
C(9)-N(3)-C(8)-C(7) —61.3(1) C(27)-C(25)-C(26)-O(3) 4.2(0)
Br-N(03)-C(08)-C(07) 162.1(1) C(24)-C(25)-C(26)-0(3) ~178.6(1)
C(6)-C(7)-C(8)-C(3) -56.3(1) C(24)-C(25)-C(27)-C(28) 2.2(0)
C(6)-C(7)-C(8)-N(3) ~178.5(1) C(26)-C(25)-C(27)-C(28) 178.9(1)
C(8)-N(3)-C(9)-C(10) -57.9(1) C(23)-C(22)-C(28)-C(27) -2.2(0)
Br-N(3)-C(9)-C(10) 73.5(1) C(21)-C(22)-C(28)-C(27) ~178.6(1)

C(8)-N(3)-C(9)-C(11) 177.3(8) C(25)-C(27)-C(28)-C(22) ~1.2(0)
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