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3-(4-Ethoxyanilino)isobenzofuran-1(3H)-one

The crystal structure of the title compound, C;sH;sNOs, is
stabilized by two N—H- - -O intermolecular hydrogen bonds
and three C—H.- - -7 interactions. N—H- - -O hydrogen bonds
generate a C7(4)[R}(4)] ring motif and the phthalide section of
the molecule is planar. The dihedral angle between the
phthalide group and the benzene ring is 67.78 (14)°.

Comment

The present work is part of a structural study of compounds of
3-substituted phthalides (Odabasoglu & Biiyiikgiing6r, 2006)
and we report here the structure of 3-(4-ethoxyanilino)-
isobenzofuran-1(3H)-one, (I) (Fig. 1 and Table 1).
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The phthalide group (C1-C8,02) is essentially planar, the
largest deviation from the mean plane being 0.019 (4) A for
atom C4. The dihedral angle between the mean planes of the
phthalide group and the benzene ring is 67.78 (14)°.

The crystal packing is stabilized by N—H-.-O inter-
molecular hydrogen bonds, which generate a C?(4)[R3(4)] ring
motif (Etter, 1990), and also by C—H:--7 interactions
(Table 2).

Experimental

The title compound was prepared as described by Odabasoglu &
Biiytikgiing6r (2006), using phthalaldehydic acid and 4-propylaniline
as starting materials (yield 93%; m.p. 450-451 K). Crystals of (I)
suitable for X-ray analysis were obtained by slow evaporation of an
ethanol (95%) solution at room temperature.

Crystal data

CicHsNO;3 Z=4

M, = 269.29 D, =1323Mgm™
Orthorhombic, F:na2, Mo K« radiation

a=86851(11) A u=0.09 mm™
b =28485 (3) A T =296 K

c=54644 (5) A
vV =13518 (2) A®

Plate, colorless
0.39 x 0.22 x 0.04 mm
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Data collection

Stoe IPDS-2 diffractometer

® scans

Absorption correction: integration
(X-RED32; Stoe & Cie, 2002)
Tmin = 0.974, Tax = 0.996

11317 measured reflections
1478 independent reflections
915 reflections with I > 20([)
Rine = 0.136

Omax = 26.0°

Refinement

w = 1[o*(Fy?) + (0.0302P)%]
where P = (F,” + 2F2)/3

(A/0)max < 0.001

APmax =012 e A3

Apmin = —0.13 ¢ A3

Extinction correction: SHELXL97

Extinction coefficient: 0.031 (4)

Refinement on F>

R[F? > 20(F?)] = 0.040

wR(F?) = 0.082

§=095

1478 reflections

183 parameters

H-atom parameters constrained

Table 1

Selected geometric parameters (A, °).

C1-01 1.210 (4) C8—N1 1.400 (4)
C1-02 1.351 (4) C9—NI1 1.396 (4)
c2—-C7 1.383 (4)

01-C1—-02 120.8 (3) N1—C8—02 111.8 (2)
01-Cl—C2 130.0 (3)

Table 2

Hydrogen-bond geometry (A, °).

D—H---A D—H H---A D---A D—H---A
NI—HI..-Ol' 0.86 246 3263 (3) 156
N1—-HI1---02" 0.86 2.54 3.309 (3) 150
Cl4—H14--.Cg2" 0.93 2.89 3.607 (4) 135
C15—HI15A- - ~Cg2f" 0.97 2.95 3.788 (4) 146
C16—HI16A- - -Cgl"™ 0.96 2.98 3.842 (4) 150

Symmetry codes: (i) x,y,z+1; (i) —x,—y,z—% (i) —x+1,-y,z+% (@v)
—X, 7y,z+%. Cgl and Cg2 are the centroids of the C2-C7 and C9-Cl13 rings,
respectively.

In the absence of significant anomalous scattering effects, 1173
Friedel pairs were averaged. All H atoms were refined using a riding
model, with C—H = 0.93 for aromatic, C—H = 0.98 A for methine
CH,N—H =0.86 A and C—H = 0.97 A for methylene H atoms, with
Uiso(H) = 1.2Uo(CN), and C—H = 0.96 A and U(H) = 1.5U4(C)
for methyl H atoms.

Data collection: X-AREA (Stoe & Cie, 2002); cell refinement:
X-AREA; data reduction: X-RED32 (Stoe & Cie, 2002); program(s)
used to solve structure: SHELXS97 (Sheldrick, 1990); program(s)
used to refine structure: SHELXL97 (Sheldrick, 1997); molecular

Figure 1
A view of (I), showing the atomic numbering scheme and displacement
ellipsoids drawn at the 50% probability level.

Figure 2
A partial packing diagram for (I), with hydrogen bonds shown as dashed
lines.

graphics: ORTEP-3 for Windows (Farrugia, 1997); software used to
prepare material for publication: WinGX (Farrugia, 1999).
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