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Comment

We have reported recently the structure of bis(2-azidoethyl)
pyridine-2,6-dicarboxylate, (II) (Du et al, 2006). In our
Single-crystal X-ray study ongoing studies, the title compound, (I), was obtained in the
T=293K reaction of isophthalic acid and 2-azidoethanol. Its crystal

Mean o(C-C) = 0.004 A structure is presented here.
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Bond lengths and angles in (I) are within normal ranges
(Allen et al., 1987), and comparable to those in (II). In the
non-planar molecule of (I), the N4/N5/N6 azide group lies
almost in the plane of the benzene ring [maximum displace-
ment of 0.305 (4) A from the mean plane for N6], while the
N1/N2/N3 azide group is inclined above this plane with
displacements ranging from 1.910 (2) to 2.578 (3) A for N3
and N1, respectively. In the crystal structure, the molecules are
linked into chains along the a axis (Fig. 2) by weak C—H- - ‘N
hydrogen bonds (Table 2). The packing is further stabilized by
dipole—dipole and van der Waals interactions.

Experimental

The title compound was obtained according to the method of Du et al.
© 2006 International Union of Crystallography (2006). Colourless single crystals suitable for X-ray crystallographic
All rights reserved analysis were grown by slow evaporation of an ethyl acetate solution.
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Figure 1
The structure of compound (I), showing 50% probability displacement
ellipsoids and the atom-numbering scheme.
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Figure 2
A view of (I) down the ¢ axis, showing the chains along the a axis.
Hydrogen bonds are indicated by dashed lines.

Crystal data

C,H1oNgO, D, =1394Mgm™

M, =304.28 Mo Ka radiation
Monoclinic, P2, /c Cell parameters from 1426
a=10.616 (3) A reflections

b=72262 (19) A 0 =3.0-21.4°

c=21.640 (5) A u =011 mm™"

B =119.164 (10)° T=293(2)K

V =14496 (7) A3 Needle, colourless

Z=4 0.30 x 0.06 x 0.06 mm

Data collection

Siemens SMART 1000 CCD area-
detector diffractometer

2756 independent reflections
1767 reflections with I > 20(I)

w scans R, = 0.029

Absorption correction: multi-scan Omax = 25.8°
(SADABS; Sheldrick, 1996) h=-10— 12
Tnin = 0.968, Tpax = 0.994 k=-7—38

8307 measured reflections [=-26—> 26

Refinement

Refinement on F?

R[F? > 20(F%)] = 0.053

wR(F?) = 0.142

§=1.02

2756 reflections

211 parameters

H-atom parameters constrained

w = 1/[0*(Fy?) + (0.0614P)*
+0.2657P]
where P = (F,” + 2F2)/3
(A/0)max < 0.001
APmax = 016 ¢ A3
Apmin = =017 ¢ A™3

Table 1

Selected bond lengths (A).

01—C3 1.330 (3) 04—Cl1 1.445 (3)
01—C2 1.446 (3) N1-N2 1123 (3)
02—C3 1.206 (3) N2—N3 1215 (3)
03—C10 1.206 (2) N4—N5 1.226 (3)
04—C10 1.333 (3) N5—N6 1.141 (4)
Table 2

Hydrogen-bond geometry (A, °).

D—H A D—H H---A D---A D—H---A
C5—H5A- - N1 0.93 2.58 3.459 (5) 157

Symmetry code: (i) x — 1,y, z.

All H atoms were located in difference Fourier maps and
constrained to ride on their parent atoms, with C—H distances in the
range 0.93-0.97 A and with Us,(H) = 1.2U.4(C).

Data collection: SMART (Siemens, 1996); cell refinement: SAINT
(Siemens, 1996); data reduction: SAINT; program(s) used to solve
structure: SHELXTL (Sheldrick, 1997); program(s) used to refine
structure: SHELXTL; molecular graphics: SHELXTL; software used
to prepare material for publication: SHELXTL, PARST (Nardelli,
1995) and PLATON (Spek, 2003).
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