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Abstract

C13H8I2N2O3, orthorhombic, Pbcm (no. 57), a = 9.104(2) Å,
b = 23.654(3) Å, c = 6.696(2) Å, V = 1442.0 Å3, Z = 4,
Rgt(F) = 0.0392, wRref(F

2) = 0.1508, T = 298 K.

Source of material

3,5-diiodo-salicylaldehyde (4 mmol) and an equivalent amount
of 3-nitro-phenylamine were mixed together and microwave
radiated for 3 min at 150W. The yellow powder was dissolved in
ethanol and kept untouched in air for 3 days. Large block-shaped
crystals were precipitated. They were filtered, washed with etha-
nol and dried in air (yield 89%).

Discussion

The halogen substituted salicylaldehyde Schiff base were widely
applied in biologic technology, chemical analysis, organic syn-

thesis, and for other purposes [1-7]. The rapid growth of this field
has afforded numerous chiral ligands as molds that impart asym-
metry to the reactants. The vanadium-chiral Schiff base complex,
readily prepared from 3,5- diiodo-salicylaldehyde and (S)-tert-
leucinol, was found to be highly enantioselective [8]. From these
former investigations we concluded that compounds of 3,5-
diiodosalicylaldehyde could possess potential biological activi-
ties and antimicrobial properties. In this paper, the microwave
solid phase synthesis and crystal structure of 2,4-diiodo-6-[(3-ni-
tro-phenylimino)-methyl]-phenol was reported.The molecular
structure of C13H8I2N2O3 crystallizes orthorhombically with
space group Pbcm. The I(1)–C(3), I(2)–C(5), N(1)–C(7) and
N(1)–C(8) bonds are 2.098(10) Å, 2.094(10) Å, 1.275(12) Å and
1.423(13) Å, respectively. The bond angles of C(7)–N(1)–C(8)
and N(1)–C(7)–C(1) are 123.7(9)° and 120.9(10)°, respectively.
The dihedral angles between two benzene rings are 0.0°. The X-
ray analysis reveals that intermolecular C(6)–H(6)···O(3) (length
C(6)–O(3) = 3.427(8) Å), O(1)–H(1A)···I(1) (length O(1)–I(1) =
3.162(7) Å) and O(1)–H(1A)···I(2) (length O1–I2 = 3.005(7) Å)
hydrogen bonds occur in the crystal lattice.
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Crystal: yellow blocks, size 0.17%0.20%0.20 mm
Wavelength: Mo K+ radiation (0.71073 Å)
': 43.70 cm(1

Diffractometer, scan mode: CCD area detector, , and 2
2#max: 51°
N(hkl)measured, N(hkl)unique: 9719, 1459
Criterion for Iobs, N(hkl)gt: Iobs > 2 !(Iobs), 1186
N(param)refined: 121
Programs: SHELX [9]

Table 1. Data collection and handling.

_____________
* Correspondence author (e-mail: xsp62@jsnu.edu.cn)

H(1A) 4d 0.2664 0.4282 ¼ 0.078
H(4) 4d 0.7085 0.3565 ¼ 0.047
H(6) 4d 0.7600 0.5240 ¼ 0.046
H(7) 4d 0.5489 0.5882 ¼ 0.045
H(9) 4d 0.0751 0.5879 ¼ 0.043
H(11) 4d 0.0785 0.7559 ¼ 0.080
H(12) 4d 0.3355 0.7544 ¼ 0.084
H(13) 4d 0.4581 0.6707 ¼ 0.068

Table 2. Atomic coordinates and displacement parameters (in Å2).

Atom Site x y z Uiso



532 C13H8I2N2O3
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