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Abstract

C14H1,BrN;05, orthorhombic, Pca2; (no. 29), a = 32.932(3) A,
b = 5.8490(7) A, ¢ = 7.3606(8) A, V = 1417.8(3) A>, Z = 4,
Rg((F) = 0.0260, WR,(F?) = 0.0553, T = 150 K.

CCDC no.: 2036778
Table 1 contains crystallographic data and Table 2 contains

the list of the atoms including atomic coordinates and
displacement parameters.

Source of material

A mixture of 0.1005 g 5-bromosalicylaldehyde (0.5 mmol)
and 0.0756 g 4-phenylsemicarbazide (0.5 mmol) in ethanol
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Table 1: Data collection and handling.

Crystal: Colourless block

Size: 0.13x0.12x 0.10 mm
Wavelength: Mo Ka radiation (0.71073 A)
u: 2.91 mm™

Diffractometer, scan mode:
Bmax, cOmpleteness:
N(hkDmeasureds N(hk[)uniquev Rint:
Criterion for lops, N(hklg:
N(param)reﬁned:

Programs:

SuperNova, w

25.0° >99%
8422,2473,0.032
lops > 2 0(lops), 2348
194

Bruker [1], Olex2 [2],
SHELX [3], Diamond [4]

(10 mL) was stirred at room temperature. After 0.5 h, 2 mL
water solution of 0.0595 g calcium perchlorate hydrate
(0.25 mmol) was added. The reaction mixture was con-
tinully stirred for 3 h at 70 °C and cooled to room temper-
ature. The reactant was filtered to a small flask. The
colorless crystals of the title compound were obtained by
slow evaporation in 20 days.

Experimental details

The hydrogen atoms were positioned geometrically (C-
H=0.93A,N-H=0.86 A and O-H = 0.82 A). Their U;,, values
were set to 1.2U,, or 1.5U,, of the parent atoms.
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Some hydrazone compounds and their metal complex have
found considerable applications in catalysis [5], anticancer
and antimicrobial activities [6, 7], as well as electrochemical
sensors [8]. Our research group has been devoted to the study
of hydrazone compounds [9-11]. We wanted to synthesize a
Ca(Il) complex with (E)-2-(5-bromo-2-hydroxybenzylidene)-
N-phenylhydrazine-1-carboxamide, however, the Ca(II) does
not take part in coordination. Only a new hydrazone com-
pound has been obtained.

The molecular structure of the title compound is depicted
in the Figure. The compound consists of one (E)-2-(5-bromo-
2-hydroxybenzylidene)-N-phenylhydrazine-1-carboxamide
molecule and one water molecule. The bond distances of

Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A?).

Atom X y z Uiso*/Ueq
Brl 0.51097 (2) 0.38439(7) 0.72739(9) 0.03716 (15)
01 0.67461 (8) 0.7160 (4) 0.4622 (4) 0.0262 (6)
H1 0.692648 0.622504 0.481506 0.039*
02 0.78571 (9) 0.4150 (4) 0.5381 (4) 0.0240 (6)
N1 0.70558 (10) 0.3172 (5) 0.5857 (4) 0.0202 (7)
N2 0.73580 (10) 0.1605 (5) 0.6187 (4) 0.0233 (8)
H2 0.729854 0.025668 0.656964 0.028*
N3 0.80263 (10) 0.0499 (5) 0.6232 (4) 0.0238 (7)
H3 0.792778 -0.079701 0.656494 0.029*
C1 0.63868 (13) 0.6347 (6) 0.5286 (5) 0.0193 (8)
c2 0.60427 (12) 0.7719 (6) 0.5056 (5) 0.0220 (9)
H2A 0.606793 0.913742 0.449679 0.026*
c3 0.56676 (12) 0.6998 (7) 0.5645 (5) 0.0228 (9)
H3A 0.544076 0.792307 0.548176 0.027*
C4 0.56291 (12) 0.4883 (6) 0.6485 (5) 0.0220 (9)
C5 0.59657 (12) 0.3501 (6) 0.6724 (4) 0.0197 (9)
H5 0.593559 0.208760 0.728769 0.024*
cé 0.63526 (12) 0.4193 (6) 0.6132 (5) 0.0181 (8)
c7 0.66957 (12) 0.2649 (6) 0.6383 (5) 0.0184 (8)
H7 0.665247 0.124258 0.694014 0.022*
c8 0.77559 (12) 0.2212 (6) 0.5898 (5) 0.0199 (8)
c9 0.84558 (12) 0.0651 (6) 0.6084 (5) 0.0211 (8)
Cc10 0.86736 (12) 0.2567 (6) 0.6646 (4) 0.0202 (9)
H10 0.853603 0.385403 0.705996 0.024*
C11 0.90932 (13) 0.2564 (7) 0.6592 (5) 0.0257 (9)
H11 0.923584 0.384325 0.698650 0.031*
C12 0.93050 (13) 0.0662 (7) 0.5954 (5) 0.0295 (10)
H12 0.958723 0.066914 0.591294 0.035*
Cc13 0.90894 (14) -0.1236 (7) 0.5381 (5) 0.0276 (10)
H13 0.922824 -0.251318 0.495698 0.033*
Cl4 0.86663 (13) -0.1254 (6) 0.5433 (5) 0.0230(9)
H14 0.852420 -0.253328 0.503507 0.028*
03 0.75611 (9) 0.7192 (4) 0.2769 (3) 0.0272 (7)
H3B 0.766837 0.640466 0.361224 0.041*
H3C 0.747314 0.620749 0.201607 0.041*
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C-Nare 1.284(5) A (C7-N1), 1.374(5) A (C8-N2) and 1.421(5) A
(C9-N3), respectively. The bond distance of C7-N1 is
shorter than those of C8-N2 and C9-N3, indicating the
C7-N1 bond is a double bond. The dihedral angle between
plane 1 (C1-C2-C3-C4-C5-C6) and plane 2 (C9-C10-C11-C12-
C13-C14) is 47.8°. In the crystal packing, the hydrazone
molecules form a 3D network by intermolecular N-H---0O,
O-H---N and O-H:--0O hydrogen bonds.
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