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Abstract

Ci¢HigN>05, monoclinic, P2i/c (no. 14), a=12.929(13) A,
b=11966(12) A, ¢=9742(9) A, B=107449(19)°, Z=4,
vV =1438(2) A, Ret(F) = 0.0515, WRet(F?) = 0.1767,
T=296(2) K.

CCDC no.: 1844851

The crystal structure is shown in the figure. Tables 1 and 2
contain details on crystal structure and measurement condi-
tions and a list of the atoms including atomic coordinates and
displacement parameters.

Source of material

All chemicals were used without further purification. 1-(4-
Aminophenyl)ethanone oxime was prepared by a method
reported earlier [1, 2]. The solution of 2-hydroxy-3-methoxy
benzaldehyde (304.2 mg, 2 mmol) in ethanol (5 mL) was
slowly added to the solution of 4-amino-acetophenone oxime
(301.1 mg, 2 mmol) in ethanol (5 mL). The solution had been
stirred at 328 K for 15 h. The mixture was cooled to room tem-
perature and filtered. The product was dried under vacuum
and a red solid of title compound was obtained (yield 87.2%,
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Table 1: Data collection and handling.

Crystal: Red block

Size: 0.27 0.25 0.22 mm
Wavelength: Mo Ka radiation (0.71073 A)
u: 0.09 mm !

Diffractometer, scan mode: Bruker APEX-11 CCD, ¢ and w
25.0°, >99%

5368, 2506, 0.029

lobs =2 0(lops), 1776

194

Bruker programs [12], SHELX [13]

Omax, completeness:
N(hkDmeasured> N(hkDynique, Rint:
Criterion for /ops, N(hkDg::
N(param),efined:

Programs:

m.p. 390396 K). Crystals were obtained by slow evaporation
from chloroform/ethanol (2:3) solution in a quiet environment
at room temperature. Elemantal analysis: Anal. calcd. for
Ci6H16N20s3: C, 67.59%; H, 5.67%; N, 9.85%; Found: C, 67.61%;
H, 5.62%; N, 9.81%.

Experimental details

Molecular structure was refined using the SHELX-14/7 pack-
age. Hydrogen atoms were placed in their geometrically ide-
alized positions and constrained to ride on their parent atoms.

Comment

The structures of many complexes with oxime-type ligands
have been reported [3, 4]. And we believe that the oxime-
type ligands and their complexes opens up a new route for
the development of new properties [5, 6]. At the same time
the interaction of transition metal ions with oxime-type lig-
ands have gained much more attention due to their great
importance in the design of their extensive applications fields
[7, 8]. For example: it has been used to nonlinear optical
materials field [9] and supramolecular architectures [10] etc.
Recently, we have focused our interests on the oxime-type
complexes [11].

The single crystal structure of the title compound was
determined by X-ray crystallographic methods all bond
lengths are in normal ranges. There is one intramolec-
ular 02—H2.--N1 hydrogen bond (d(02---N1)=2.619 4,
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Table 2: Fractional atomic coordinates and isotropic or equivalent

isotropic displacement parameters (A2).

Atom X y Z  Uiso*/Ueq
c1 0.16893(19) 0.1185(2) 0.1412(2) 0.0621(7)
H1A 0.1096 0.1581 0.1237 0.093*
H1B 0.1477 0.0427 0.1674 0.093*
H1C 0.1887 0.1541 0.2181 0.093*
Cc2 0.29219(16) 0.22255(19) 0.0454(2) 0.0433(6)
c3 0.25064(18) 0.3238(2) 0.0134(2) 0.0510(6)
H3A 0.1961 0.3258 0.1010 0.061*
C4 0.28995(18) 0.4233(2) 0.0578(3) 0.0572(7)
H4 0.2614 0.4912 0.0171 0.069*
Cc5 0.37000(17) 0.4221(2) 0.1868(3) 0.0516(6)
H5 0.3953 0.4890 0.2334 0.062*
cé 0.41391(15) 0.32053(18) 0.2488(2) 0.0398(5)
c7 0.37559(16) 0.22008(18) 0.1770(2) 0.0403(5)
c8 0.49905(17) 0.32059(19) 0.3860(2) 0.0444(5)
H8 0.5219 0.3885 0.4315 0.053*
c9 0.62933(15) 0.23146(18) 0.5774(2) 0.0384(5)
c10 0.64999(16) 0.13241(17) 0.6564(2) 0.0410(5)
H10 0.6057 0.0707 0.6239 0.049*
C11 0.73474(16) 0.12439(17) 0.7818(2) 0.0410(5)
H11 0.7470 0.0576 0.8329 0.049*
C12 0.80212(15) 0.21580(18) 0.8323(2) 0.0395(5)
C13 0.78036(18) 0.31539(19) 0.7548(2) 0.0483(6)
H13 0.8236 0.3776 0.7888 0.058*
Cl4 0.69560(18) 0.32356(19) 0.6282(2) 0.0472(6)
H14 0.6830 0.3904 0.5773 0.057*
C15 0.89851(16) 0.2071(2) 0.9624(2) 0.0456(6)
C16 0.9427(2) 0.3090(2) 1.0525(3) 0.0633(7)
H16A 0.9655 0.2887 1.1525 0.095*
H16B 0.8872 0.3651 1.0360 0.095*
H16C 1.0034 0.3379 1.0264 0.095*
N1 0.54369(13) 0.23024(15) 0.44645(17) 0.0422(5)
N2 0.94108(15) 0.10979(17) 0.98800(18) 0.0518(6)
01 0.25934(12) 0.11947(13) 0.01420(16) 0.0570(5)
02 0.41605(13) 0.11876(12) 0.23013(16) 0.0547(5)
H2 0.4618 0.1271 0.3086 0.082*
03 1.03123(13) 0.10724(16) 1.11399(17) 0.0674(6)
H3 1.0612 0.0462 1.1206 0.101*

d(02—H2)=0.82 A and d(H2---N1)=1.896 A) in the title
compound.
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