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Abstract

C14H2N203, monoclinic, P12;/c1 (no. 14),
a=18.838(3) A, b=5.2381(7) A, c = 12.709(2) A,

B =107.021(3)°, V=1199.2 A3, Z = 4, Ry F) = 0.040,
WRet(F2) =0.115, T=293 K.

Source of material

2-Hydroxybenzoylhydrazine (20.0 mmol, 3.04 g) was dissolved
in anhydrous ethanol (50 ml) and 2-hydroxybenzaldehyde
(20.0 mmol, 2.44 g) was added. The mixture was refluxed for 1 h
and the precipitate formed was collected by filtration, and washed
with ethanol. The product was recrystallized from ethano! and
dried under reduced pressure to give the title compound. The
compound (2.0 mmol, 0.51 g) was dissolved in DMF (25 ml) and
kept at room temperature for 45 d to obtain yellow block-shaped
crystals, which were collected and washed with distilled water.

Discussion

Some benzoylhydrazone compounds possess bacteriostatic ac-
tivity. This type of compound has wide application in tuberculo-
sis treatment and also exhibits fungicidal activity [1]. Some hy-
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drazonecarbonyl compounds also show bioactivity [2]. In order
to explore more effective antibacterial medicines, we have syn-
thesized the title compound, 2’'-(2-hydroxybenzylidene)-2-hy-
droxybenzoylhydrazide. In the literature, there are structures of
two coordination compounds with this compound as ligand [3,4].

The title molecule (figure, top) is non-planar; the dihedral angle
between the two aromatic rings is 16.85(7)°. As aresult of the con-
jugation, the C=0 distance (1.232(2) A) is longer than the nor-
mal value of 1.20 A, and the C1—N1 bond distance (1.330(2) A)
is longer than the C=N double-bond distance and shorter than
the C—N single-bond distance (5]. The values of C7-C2-Cl1,
C3-C2-C1, C8-C9—C14 and C8-C9-C10 angles close to 120°
and C1—C2 distance (1.492(2) A), C8—C9 distance (1.450(2) A)
confirm .s'p2 hybridization of carbon atoms [6]. Intramolecular
N1-H1---O2 and O3-H7---N2 hydrogen bonds which form a six-
membered ring is observed (figure, bottom). In addition, inter-
molecular 02-H2---O1' and 03-H7--02" (symmetry codes (i)
x,Ya—y, 2V, (ii) x,Y2—y,z+Y2) hydrogen bonds occur, linking the
hydroxyl H with the keto group to a hydroxyl O of an adjacent
molecule which forms a seven-membered ring (figure, bottom).

Table 1. Data collection and handling.

Crystal: yellow block,
size 0.18 x 0.37 x 0.52 mm
Wavelength: Mo Kj radiation (0.71073 A)
: 1.02 cm™

I’R
Diffractometer, scan mode:  Bruker SMART CCD, p/w
wm: 54°

N(hkD)measured, N(hkl)umique: 6550, 2602

Criterion for Iobs, N(hkl)g: Tobs > 2 0(Iobs), 2018
N(param)refinea: 221

Programs: SHELXS-97 (7], SHELX1 -97 [8]

Table 2. Atomic coordinates and displacement parameters (in A2).

Atom Site x y z Uiso

H(l) 4e 0.2738(8) 0.115(3) 0.275(1) 0.0514)
H(2) 4e 0.302(1) 0.294(4) 0.099(2) 0.080(6)
H@3) de 0.4299(8) 0.631(3) 0.483(1) 0.051(4)
H@4) 4e 0.4906(9) 0.924(3) 0.397(1) 0.056(4)
H5)  4e 0.45298) 0.960(3) 0209(1)  0.059(4)
H©E)  4e 036219) 0686(33) 00992) 0.065(5)
H() 4e 0.210(1) -0.142(4) 0.517(2) 0.093(D)
H(8) 4e 0.2020(7) -0.209(2) 0.248(1) 0.039(4)
H(11) 4e 0.0939(9) -0.580(4) 0.553(2) 0.074(5)
H(12) 4e 0.029(1) -0873@) 0.417(2)  0.086(6)
H(13) 4e 0.040(1) -0.861(4) 0.244(2) 0.082(6)
H(14) 4e 0.1230(8) -0.556(3) 0.195(1) 0.054(4)
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Table 3. Atomic coordinates and displacement parameters (in A,

Atom Site x y z Un U Us3 U2 Uz Ui

o 4e 0.34147(6)  0.3170(2) 0.50184(8)  0.0823(8) 0.0673(7) 0.0248(5) —0.0143(5) 0.0199(¢5) -0.0007(5)
o) 4e 0.29254(5) 0.3315(2) 0.16065(8)  0.0590(6) 0.0563(6) 0.0249(5) —0.0104(4) 0.0166¢(4) -0.0042(4)
0Q3) de 0.18258(7) -0.2424(3) 0.54126(9)  0.0870(9) 0.0878(9) 0.0410(6) -0.0283(7) 0.0255(6) 0.0002(6)
N(1) 4e 0.28195(6) 0.1213(2) 0.34250(9)  0.0481(6) 0.0484(6) 0.0266(6) —0.0018(5) 0.0176(5) 0.0031(5)
NQ2) 4¢ 0.24292(6) -0.0435(2) 0.38960(8)  0.0449(6) 0.0437(6) 0.0343(6) 0.0031(5) 0.0171(5) 0.0067(5)
C() de 0.32792(7)  0.2961(2) 0.4014(1) 0.0443(7) 0.0425(7) 0.0260(6) 0.0081(6) 0.0151(5) 0.0031(5)
CQ2) 4e 0.36345(7)  0.4736(2) 0.34003(9) 0.0398(7) 0.0367(6) 0.0278(6) 0.0078(5) 0.0143(5) 0.0010(5)
C@3) de 0.41715(7)  0.6393(3) 0.4022(1) 0.0463(8) 0.0483(8) 0.0299(7) 0.0048(6) 0.0123(6) —0.0033(6)
C4) de 0.45121(8) 0.8170(3) 0.3541(1) 0.0492(8) 0.0482(8) 0.0470(8) -0.0059(6) 0.0175(7) -0.0082(6)
C(5) 4e 0.43043(9) 0.8354(3) 0.2405(1) 0.0587(9) 0.0459%(8) 0.0493(8) —0.0044(7) 0.0259(7) 0.0041(7)
C(6) 4e 0.37805(8) 0.6749(3) 0.177(1) 0.0555(9) 0.0512(8) 0.0319(7) 0.0014(6) 0.0185(6) 0.0057(6)
c de 0.34485(7)  0.4896(2) 0.2249(1) 0.0410(7) 0.0395(7) 0.0281(6) 0.0036(5) 0.0134(5) —0.0015(5)
C(8) 4e 0.20289(7) —0.2036(3) 0.3224(1) 0.0432(7) 0.0472(8) 0.0340(7) 0.0055(6) 0.0151(6) 0.0035(6)
(o(¢)] 4e 0.15531(7) -0.3883(2) 0.3535(1) 0.0402(7) 0.0412(7) 0.0447(8) 0.0069(6) 0.0128(6) 0.0063(6)
C(10) 4e 0.14667(8) -0.4008(3) 0.4586(1) 0.0528(8) 0.0551(8) 0.0447(8) —0.0016(7) 0.0154(7) 0.0080(7)
C(11)  4e 0.0990(1) —0.5821(4) 0.4807(2) 0.073(1) 0.077(1) 0.059(1) -0.010(1) 0.0250(9) 0.0190(9)
C(12) 4e 0.0612(1) -0.7476(3) 0.4002(2) 0.059(1) 0.057(1) 0.091(2) —0.0098(8) 0.021(1) 0.017(1)
C(13) 4e 0.06894(9) -0.7379(3) 0.2966(2) 0.056(1) 0.0505(9) 0.080(1) —0.0042(8) 0.0147(9) -0.0039(8)
C(14) 4e 0.11568(8) —0.5592(3) 0.2734(1) 0.0488(8) 0.0503(8) 0.058(1) 0.0033(7) 0.0134(7) -0.0023(7)
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