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2’-Hydroxyacetophenone furan-2-carbohydrazide

In the crystal structure of the title compound, C;3H;,N,Os3,
intramolecular O—H---N and intermolecular N—H-.-O
hydrogen bonds occur.

Comment

As part of our ongoing studies of the coordination chemistry
of aroylhydrazones ligands (Tai et al., 2003), we now report the
synthesis and structure of the title compound, (I) (Fig. 1).
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In the molecule of (I), the bond lengths of C7—NI1
[1.285 (5) A] and N1—N2 [1.380 (4) A] are close to double-
bond values, indicating that the Lewis structure shown in the
scheme is only an approximation to the electron distribution
in the molecule. Otherwise, the geometrical parameters for (I)
are normal. The dihedral angle between the furan and
benzene ring mean planes is 26.0 (3)°, perhaps because of the
intramolecular O—H---N hydrogen bond (Table 1). An
intermolecular N—H- - -O link also occurs.

Experimental

2'-Hydroxyacetophenone (10 mmol) was added to a solution of
furan-2-carbohydrazide (10 mmol) in ethanol (10 ml). The mixture
was stirred continuously for 3 hat refluxing temperature, with
evaporation of some ethanol. Upon cooling, the solid product was
collected by filtration and dried in vacuo (yield 68%). Clear blocks of
(I) were obtained by evaporation of a methanol solution after two
weeks.

Crystal data

C5HoN,05 V =12104 (4) A®

M, = 24425 Z=4

Orthorhombic, Pca2, Mo Ka radiation
a=15602(3) A w=010 mm™"

b =17.7795 (14) A T=291(2) K

¢ =9.9721 (18) A 0.32 x 026 x 0.24 mm

Data collection

Bruker SMART APEX CCD
diffractometer

Absorption correction: multi-scan
(SADABS; Bruker, 2000)
Tmin = 0.97, Tiax = 0.98

7244 measured reflections
1583 independent reflections
1328 reflections with I > 20(I)
Ry = 0.045
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Refinement

R[F? > 25(F?)] = 0.060
wR(F?) = 0.133
S§=1.08

1583 reflections

166 parameters

1 restraint

H-atom parameters constrained
Apmax = 0.14 & A3

Apmin = —0.13 ¢ A3

Table 1

Hydrogen-bond geometry (A, °).

D—H - -A D—H H--A DA D—H - -A
N2—H2.--02' 0.86 221 2.923 (4) 140
O1—H1---N1 0.82 1.84 2.522 (4) 140

Symmetry code: (i) —x+3,y,z — 1.

Anomalous dispersion was negligible and Friedel pairs were
merged before refinement. The H atoms were positioned geom-
etrically (C—H = 0.93-0.96, O—H = 0.82 and N—H = 0.86 A) and
refined as riding, with Uyo(H) = 1.2U,q(carrier) or 1.5U.q(methyl C).

Data collection: SMART (Bruker, 2000); cell refinement: SAINT
(Bruker, 2000); data reduction: SAINT; program(s) used to solve
structure: SHELXTL (Bruker, 2000); program(s) used to refine
structure: SHELXTL; molecular graphics: SHELXTL; software used
to prepare material for publication: SHELXTL.

Figure 1

The molecular structure of (I), showing 30% displacement ellipsoids
(arbitrary spheres for the H atoms). The hydrogen bond is indicated by a
double dashed line.
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