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Abstract

Ci6H,7BrN, 03, triclinic, PT (no. 2),a = 7.338(2) A,
b=9.2102) A,c=12.718(2) A,a =97.981(2)°,
B =99.889(2)°,y = 100.486(2)°,V =819.7 A, Z=2
Ry(F) = 0.0427, wR.«(F*) = 0.1084, T =298 K.

Table 1. Data collection and handling.

Crystal:
Wavelength:

colourless needles, size 0.17x0.20x0.20 mm
Mo K, radiation (0.71073 A)

: 2521 cm™

Diffractometer, scan mode: Bruker SMART 1K CCD, w

26 max: 51.98°

N(hkl)measureda N(hkl)unique: 6340, 3167

Criterion for Ly, N(hkl): Lops > 2 0(I4ps), 2058

N(param) efined: 205

Programs: SHELX [10]

Source of material

The title compound was synthesized by the reaction of 3-bromo-
2-hydroxybenzaldehyde (1 mmol, 0.20 g) with 4-methylbenzo-
hydrazide (1 mmol, 0.15 g) in absolute methanol (30 ml) at
ambient condition. Colourless needle-shaped single crystals were
obtained by slow evaporation of the solution at room temperature
after several days.

Experimental details

The amide H atom was located in a difference map and was re-
fined isotropically, with N—=H = 0.90(1) A. The remaining H at-
oms were positioned geometrically and allowed to ride on their
parent atoms, with C—H = 0.93 A for aromatic and CH and 0.96 A
for CH; atoms, and with O—H=0.82 A. The U, values were con-
strained to be 1.5U,q of the carrier atom for methyl and hydroxyl
H atoms and 1.2U for the remaining H atoms. A rotating group
model was used for the methyl groups.

Discussion
In the last few years, the compounds derived from the condensa-
tion reactions of carbonyl-containing compounds with substi-
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tuted benzohydrazides have received considerable attention [1-
4]. In this paper the title compound (Fig.), derived from the reac-
tion of 3-bromo-2-hydroxybenzaldehyde with 4-methylbenzo-
hydrazide, is reported.

The asymmetric unit of the compound contains one hydrazone
molecule and a methanol molecule of crystallization. The
hydrazone molecule displays a trans-configuration about the
C(7)=N(1) bond. The torsion angle of C(7)-N(1)-N(2)-C(8) is
0.1(2)°. The dihedral angle between the C(1)-C(6) and
C(9)-C(14) benzene rings is 2.5(2)°. This planarity is assisted by
the formation of an intramolecular O(1)-H(1)---N(1) hydrogen
bond. The bond distances are within normal values [5], and are
comparable with those reported in similar compounds [6-9]. In
the crystal, the methanol molecules are linked to the hydrazone
molecules through intermolecular O-H:--O and N-H:--O hydro-
gen bonds.

Table 2. Atomic coordinates and displacement parameters (in A%).

Atom Site X y z Usiso

H(1) 2i 0.2772 0.3981 0.7648 0.079
H(3) 2i 0.9615 0.6401 0.6123 0.110
H(4) 2i 0.5426 0.1873 1.0854 0.069
H(5) 2i 0.8380 0.3012 1.0666 0.071
H(6) 2i 0.8679 0.4341 0.9285 0.061
H(7) 2i 0.7375 0.5357 0.7728 0.048
H(10) 2i 0.6540 0.7742 0.5194 0.055
H(11) 2i 0.6747 0.9185 0.3866 0.061
H(13) 2i 0.1144 0.8207 0.2929 0.064
H(14) 2i 0.0913 0.6768 0.4267 0.058
H(15A) 2 0.2988 0.9563 0.1855 0.096
H(15B) 2i 0.5184 0.9687 0.2079 0.096
H(15C) 2 0.4316 1.0872 0.2725 0.096
H(16A) 2i 0.9507 0.8659 0.7547 0.165
H(16B) 2 1.0428 0.8891 0.6541 0.165
H(16C) 2i 1.1297 0.8009 0.7400 0.165
H(2) 2i 0.619(2) 0.630(4) 0.628(3) 0.080
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Table 3. Atomic coordinates and displacement parameters (in A?).

Atom Site X y z U]] U22 U33 U12 U13 U23
Br(1) 2i 0.15517(5)  0.15776(5)  0.97389(3)  0.0576(3) 0.0961(3) 0.0966(4) 0.0036(2) 0.0329(2) 0.0497(3)
N(1) 2i 0.4730(3) 0.5158(2) 0.7181(2) 0.036(1) 0.042(1) 0.038(1) 0.006(1) 0.006(1) 0.013(1)
N(@2) 2i 0.5002(3) 0.5983(3) 0.6379(2) 0.032(1) 0.046(1) 0.042(1) 0.006(1) 0.010(1) 0.018(1)
o(1) 2i 0.2502(3) 0.3465(3) 0.8098(2) 0.030(1) 0.074(2) 0.056(1) 0.004(1) 0.005(1) 0.028(1)
0(2) 2i 0.1869(3) 0.5616(3) 0.5859(2) 0.031(1) 0.084(2) 0.080(2) 0.005(1) 0.010(1) 0.045(1)
0(3) 2i 0.8988(3) 0.6889(3) 0.6447(2) 0.037(1) 0.083(2) 0.100(2) 0.008(1) 0.021(1) 0.020(2)
C(1) 2i 0.5905(4) 0.4071(3) 0.8656(2) 0.035(2) 0.045(2) 0.035(2) 0.006(1) 0.004(1) 0.011(1)
C(2) 2i 0.4095(4) 0.3372(3) 0.8763(2) 0.033(2) 0.044(2) 0.041(2) 0.004(1) 0.007(1) 0.008(1)
C(3) 2i 0.3970(4) 0.2548(3) 0.9592(2) 0.043(2) 0.052(2) 0.048(2) 0.008(2) 0.016(2) 0.017(2)
C4) 2i 0.5553(5) 0.2421(4) 1.0299(3) 0.063(2) 0.071(2) 0.048(2) 0.020(2) 0.016(2) 0.026(2)
C(5) 2i 0.7308(5) 0.3096(4) 1.0189(2) 0.047(2) 0.085(3) 0.048(2) 0.016(2) -0.002(2) 0.028(2)
C(6) 2i 0.7478(4) 0.3900(4) 0.9367(2) 0.035(2) 0.068(2) 0.048(2) 0.005(2) 0.003(1) 0.016(2)
C(7) 2i 0.6162(4) 0.4949(3) 0.7810(2) 0.029(2) 0.049(2) 0.041(2) 0.002(1) 0.006(1) 0.012(1)
C(8) 2i 0.3429(4) 0.6173(3) 0.5735(2) 0.033(2) 0.041(2) 0.043(2) 0.006(1) 0.006(1) 0.012(1)
C(©9) 2i 0.3702(4) 0.7110(3) 0.4880(2) 0.035(2) 0.037(2) 0.040(2) 0.006(1) 0.006(1) 0.010(1)
C(10) 2i 0.5442(4) 0.7837(3) 0.4744(2) 0.039(2) 0.051(2) 0.046(2) 0.005(1) 0.006(1) 0.015(2)
C(11) 2i 0.5563(5) 0.8703(3) 0.3946(2) 0.050(2) 0.049(2) 0.051(2) —0.002(2) 0.013(2) 0.013(2)
C(12) 2i 0.3964(5) 0.8871(3) 0.3264(2) 0.061(2) 0.040(2) 0.040(2) 0.007(2) 0.007(2) 0.009(1)
C(13) 2i 0.2238(5) 0.8127(4) 0.3389(3) 0.052(2) 0.056(2) 0.052(2) 0.015(2) 0.001(2) 0.017(2)
C(14) 2i 0.2097(4) 0.7256(3) 0.4192(2) 0.041(2) 0.051(2) 0.051(2) 0.005(1) 0.005(2) 0.015(2)
C(15) 2i 0.4128(5) 0.9836(4) 0.2402(3) 0.087(3) 0.057(2) 0.053(2) 0.015(2) 0.015(2) 0.022(2)
C(16) 2i 1.0143(6) 0.8213(5) 0.7028(4) 0.071(3) 0.113(4) 0.130(4) 0.001(3) 0.013(3) 0.001(3)
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