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Abstract

C,7H,30,, monoclinic, P2/c (no. 14), a = 9.437(2) A,
b=17.895(4) A, c=8.661(2) A, B =91.58(3)°, V= 1462.1 A3,
Z=4, Ry(F) =0.0531, eref(Fz) =0.1336, T=293 K.

Table 1. Data collection and handling.

colourless blocks, size 0.3x0.3x0.35 mm
Mo K, radiation (0.71073 A)

u: 0.92 cm™

Diffractometer, scan mode: Bruker SMART APEX CCD, w

26 max: 50°

N(hkl)measured> N(hkl)unique: 7987, 2556

Criterion for /oy, N(hkl): Lobs > 2 0(1ops), 2213

N(param)reﬁned: 192

Programs: SHELX [5]

Crystal:
Wavelength:

Source of material

Phenylbuta-2,3-dien-1-one (1 mmol) and ethyl 4-chloroaceto-ac-
etate (1.2 mmol) in CH;CN (5 mL) were added anhydrous K,CO;
(1.0 mmol). The solution was stirred at room temperature for 1 h.
The reaction was then quenched with aqueous NH4Cl and ex-
tracted with ethyl acetate (5 mL x 3). The combined organic
phases were dried, filtered and concentrated under vacuum. The
residue was purified by column chromatography over silica gel
using ethyl acetate/hexane (v:v = 1:10) as eluent to give pure the
product. Single crystals suitable for X-ray diffraction were pre-
pared by slow evaporation from a solution of ethyl acetate and pe-
troleum ether (viv = 1:10).

Experimental details

H atoms were located in a difference map and treated as riding
with C-H = 0.96 A for methyl groups and C—H = 0.93 A for all
other hydrogens with Ujso(H) = 1.2 Uyq (aromatic, methine) or
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Uiso(H) = 1.5 Ugq (methyl).

Discussion

Furan-3(2H)-ones are attractive synthetic targets due to exhibit
potential biological activities and the furanone scaffold is found
in a number of naturally occurring antitumoragents such as
jatrophone [1], geiparvarin [2], eremantholides [3], or lychno-
phorolide [4]. For this reason, efficient and rapid synthesis of
furan-3(2H)-ones is of significant importance. All bond lengths
and angles of the title structure are in the expected ranges. The
furan-3(2H)-one ring system (C8/01-03/C12—C15) is planar
with a maximum deviation of -0.0097 (3) A for atom C14. The di-
hedral angles between the benzene ring and furan-3(2H)-one ring
15 15.142 (63)°. The crystal packing is stabilized by van der Waals
forces only.

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

Atom Site X y z Uiso

H(%9A) 4e 0.9720 0.8717 -0.0206 0.052
H(9B) 4e 0.8499 0.9163 0.0558 0.052
H(7) 4e 1.2379 0.9648 0.1917 0.061
H(14A) 4e 0.9831 1.1200 0.4989 0.071
H(14B) 4e 0.9268 1.1534 0.3402 0.071
H(1) 4e 1.1433 0.7887 0.0323 0.069
H(16A) 4e 0.5717 1.0000 0.3546 0.072
H(16B) 4e 0.6481 0.9675 0.5040 0.072
H(11A) 4e 0.7551 0.7302 0.1555 0.094
H(11B) 4e 0.7953 0.7583 -0.0090 0.094
H(11C) 4e 0.6879 0.8039 0.0888 0.094
H(5) 4e 1.4091 0.9603 -0.0160 0.079
H(2) 4e 1.2672 0.7225 —0.1461 0.083
H(®3) 4e 1.4623 0.7738 -0.2592 0.091
H4) 4e 1.5373 0.8917 -0.1871 0.093
H(17A) 4e 0.5159 0.8805 0.2720 0.112
H(17B) 4e 0.4581 0.8914 0.4385 0.112
H(17C) 4e 0.5984 0.8464 0.4149 0.112
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Table 3. Atomic coordinates and displacement parameters (in A%).

Atom Site X y z U11 Uzz U33 Ulz U13 Uz3

0(2) 4e 0.8242(2) 1.06010(7)  0.4016(2) 0.069(1) 0.0468(8) 0.0577(9) 0.0109(7) 0.0026(7)  —0.0099(7)
0(@3) 4e 0.7550(1) 0.94759(7)  0.3102(2) 0.0532(8) 0.0522(8) 0.0691(9) 0.0006(6) 0.0149(7)  -0.0113(7)
04) 4e 0.9535(2) 0.79725(8)  0.2800(2) 0.071(1) 0.0585(9) 0.0559(9) —0.0098(7)  —0.0040(8) 0.0121(7)
C(10) 4e 0.8917(2) 0.8176(1) 0.1636(2) 0.043(1) 0.043(1) 0.042(1) 0.0019(8) 0.0082(8)  —0.0065(8)
C©Y) 4e 0.9344(2) 0.8868(1) 0.0777(2) 0.046(1) 0.045(1) 0.040(1) 0.0029(8) 0.0019(8)  —0.0006(8)
o(1) 4e 1.1800(2) 1.08326(8)  0.2941(2) 0.075(1) 0.0542(9) 0.068(1) —0.0174(8)  —0.0040(8)  —0.0022(8)
C(®) 4e 1.0423(2) 0.9363(1) 0.1586(2) 0.050(1) 0.0380(9) 0.041(1) —0.0013(8) 0.0016(8) 0.0052(8)
C(7) 4e 1.1814(2) 0.9323(1) 0.1331(2) 0.050(1) 0.047(1) 0.055(1) —0.0048(9)  —0.0009(9) 0.0010(9)
C(13)  4e 1.05742)  1.0623(1)  031142)  0.070(1) 0.041(1) 0.043(1)  —0.001(1)  —0.006(1) 0.0064(9)
C(12) 4e 0.9868(2) 0.9949(1) 0.2596(2) 0.053(1) 0.0381(9) 0.043(1) 0.0019(8)  —0.0009(8) 0.0020(8)
C(15) 4e 0.8543(2) 0.9989(1) 0.3206(2) 0.059(1) 0.040(1) 0.046(1) 0.0068(9) —0.0012(9)  —0.0019(9)
C(14) 4e 0.9486(2) 1.1075(1) 0.3955(3) 0.085(2) 0.039(1) 0.053(1) 0.001(1) —0.007(1) —0.0032(9)
C(6) 4e 1.2581(2) 0.8839(1) 0.0259(2) 0.043(1) 0.055(1) 0.052(1) 0.0027(8) 0.0036(9) 0.0058(9)
C(1) 4e 1.2207(2) 0.8108(1)  —0.0137(3) 0.053(1) 0.053(1) 0.069(1) 0.0033(9) 0.013(1) 0.002(1)
C(16) 4e 0.6254(2) 0.9580(1) 0.3959(3) 0.053(1) 0.064(1) 0.064(1) 0.010(1) 0.015(1) —0.005(1)
C(11) 4e 0.7718(2) 0.7736(1) 0.0935(3) 0.059(1) 0.058(1) 0.072(1) —0.011(1) 0.002(1) —0.012(1)
C(5) 4e 1.3792(2) 0.9123(1)  —0.0416(3) 0.049(1) 0.065(1) 0.083(2) —0.005(1) 0.008(1) 0.010(1)
C(2) 4e 1.2960(2) 0.7707(1)  -0.1197(3) 0.066(2) 0.064(1) 0.078(2) 0.013(1) 0.011(1) —0.006(1)
C(3) 4e 1.4129(3) 0.8009(2)  —0.1865(3) 0.069(2) 0.086(2) 0.073(2) 0.028(1) 0.019(1) 0.008(1)
C4) 4e 1.4562(3) 0.8714(2) —0.1453(3) 0.052(1) 0.092(2) 0.089(2) 0.012(1) 0.024(1) 0.026(2)
C(17) 4e 0.5421(2) 0.8879(1) 0.3788(3) 0.061(1) 0.073(2) 0.092(2) 0.001(1) 0.019(1) —0.007(1)
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