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Ethyl 2-acetyl-3-anilinobutanoate

The title compound, C;4H;oNOj3, adopts an extended confor-
mation and forms hydrogen-bonded dimers through inter-
molecular N—H- - -O interactions.

Comment

The structure of ethyl 2-acetyl-3-anilinobutanoate, (I), is
reported here and the molecular structure is depicted in Fig. 1.
There are three planar subunits in (I), viz. the aniline (atoms
C1-C6/N7), acetyl (C10/C11/C13/012) and ethyl acetate (C10/
C14/015/016/C17/C18) groups. The aniline ring is inclined at
angles of 79.9 (1) and 9.3 (1)° to the acetyl and ethyl acetate
groups, respectively, with the acetyl group at an angle of
712 (1)° to the ethyl acetate group; torsion angles are
reported in Table 1. Molecules of (I) adopt an extended
conformation, with all of the main chain torsion angles asso-
ciated with the ester and aniline groups, i.e. from C18—C17—
016—C14 to C10—C8—N7—Cl1, trans.

HsC_ O
NH\E]/OVCM
©/ CH; O
0y

In the crystal structure, molecules of (I) associate into
dimers through intermolecular N—H---O hydrogen bonds
(Table 2), and stack along the a axis. The hydrogen-bonded
centrosymmetric dimers are characterized by an R3(12) ring
pattern (Bernstein et al., 1995). There are no significant
overlaps of the aromatic rings (Fig. 2).

Experimental

A mixture of acetaldehyde, ethyl acetoacetate and aniline, in the
molar ratio 2:1:1, was stirred for 5 h. A paste-like solid was formed,
which was repeatedly washed with diethyl ether. The resulting
compound was recrystallized from diethyl ether (yield 90%; m.p.
367 K).

Crystal data

C4H;sNO; V =698.8 (3) A®
M, = 249.30 Z=2

Triclinic, P1 D, =118 Mgm™
a =8.045 (2) A Mo Ko radiation

b =939 (2) A i =0.08 mm™*
c=10419 (3) A T=295(2) K

a="7277 (1) Block, colourless
B=177.68 (1)° 0.23 x 0.14 x 0.10 mm
y =69.49 (1)°
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Data collection

Bruker SMART CCD area-detector
diffractometer

¢ and w scans

Absorption correction: multi-scan
(SADABS; Sheldrick, 2003)
Tmin = 0.931, Tax = 0.998

Refinement

Refinement on F?

R[F? > 20(F?)] = 0.052

WwR(F?) = 0.135

§=1.01

2734 reflections

170 parameters

H atoms treated by a mixture of
independent and constrained
refinement

7266 measured reflections
2734 independent reflections
1672 reflections with I > 20(I)
Rine = 0.034

Omax = 26.0°

w = 1/[0*(F,%) + (0.0502P)*
+0.1336P]
where P = (F,” + 2F2)/3
(AI6) max = 0.001
AP =017 ¢ A7?
APmin = —0.13 ¢ A7

Table 1

Selected torsion angles (°).

C2—C1—N7—C8 243 (3) C8—C10—C11—Cl13 514 (2)
C1—N7—-C8—C9 79.4 (3) C8—C10—C14—016 139.35 (18)
C1—N7—-C8—-C10 —157.36 (18) C10—C14—016—C17 177.13 (18)
N7—C8—C10—Cl14 17325 (17) C14—016—-C17—-C18 —177.5(2)
N7—C8—C10—Cl11 517 (2)

Table 2

Hydrogen-bond geometry (A, °).

D-H---A D-H H--A D---A D-H--A
N7—H7---012' 0.86 (2) 224 (2) 3.099 (3) 169 (2)

Symmetry code: (i) —x, —y + 1, —z.

C-bound H atoms were treated as riding atoms with fixed
geometry (aryl C—H = 0.93 A, methyl C—H = 0.96 A, methylene
C—H = 0.97 A and methine C—H = 0.98 A) riding on their carrier
atoms, with Ui, values = 1.2U.q (1.5U,q for methyl) of the parent
atom. The amino H atom was located in a difference electron-density
map and was refined isotropically, with N—H = 0.86 (2) A.

Data collection: SMART (Bruker, 2001); cell refinement: SAINT-
Plus (Bruker, 2001); data reduction: SAINT-Plus; program(s) used to
solve structure: SHELXTL (Bruker, 2001); program(s) used to refine
structure: SHELXL97 (Sheldrick, 1997); molecular graphics:
ORTEP-3 (Farrugia, 1997) and PLATON (Spek, 2003); software

Figure 1
The molecular structure of (I), with displacement ellipsoids drawn at the
30% probability level.
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Figure 2

The packing in (I), showing the hydrogen-bonded (dashed lines) dimer.
For clarity, of the H atoms, only amino atom H7 is shown. Symmetry code:
(#) —x, 1 — y, —z. Colour key: C black, H white, N blue and O red.
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