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Abstract

CisHi60s, monoclinic, P2/c (no. 14), a=5.3210(8) A,
b=51825(08) A, ¢=29598(5) A, B=93.875(2)°, V=
814.32) A>, Z=2, Rg(F)=0.0340, wR(F?)=0.1011,
T=296(2) K.
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The molecular structure is shown in the figure. Table 1 con-
tains crystallographic data and Table 2 contains the list of
the atoms including atomic coordinates and displacement
parameters.

Table 1: Data collection and handling.

Crystal: Colorless block

Size: 0.20 0.12 0.12 mm
Wavelength: Mo Ka radiation (0.71073 A)
u: 0.12 mm !

Diffractometer, scan mode:

Bmax, completeness:

N(hkDmeasureds N(hkl)unique, Rint:  5627,1503,0.022

Criterion for lops, N(hkD)g:: lobs =2 0(lops), 1350

N(param);efined: 125

Programs: Bruker programs [1], SHELX [2, 3],
DIAMOND [4]

Bruker APEX-Il, ¢ and w-scans
25.5°,>99%

Source of materials

The mixture of methyl 4-acetoxybenzoate (1.94 g, 0.01 mol),
AlC15(8.00 g, 0.06 moL) was reacted at 145 °C. When the sam-
ple was put into the pot, a large amount of white smoke
was produced. The solid began to melt and continued to
react. After the reaction completed (monitored by TLC), dilute
hydrochloric acid (5%, 30 ml) was added slowly under ice
water cooling and magnetic stirring. The white solid was fil-
tered off and washed with water 3 times respectively. Then
the solid was dissolved in sodium hydroxide solution (20%,
40 ml) and stirred at 45 °C for 2 hours. The reaction mixture
was cooled to room temperature, pH was adjusted to 2-3 with
dilute hydrochloric acid. A white solid was obtained, filtered,
and the solid was washed 2-3 times, and finally dried. The
title compound was crystallized from ethanol to get a white
solid (1.4 g, 0.008 mol). The yield was 77.8%. The crystals
were obtained after one week of slow volatilisation at room
temperature.

Experimental details

All H atoms were included in calculated positions and refined
as riding atoms, with O—H=0.82 A with Ujs, (H) =1.2 Ueq
(0), C—H=10.93-0.98 A with Ujso(H) = 1.2-1.5 Ueq(C) [4].
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Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A2).

Atom X y z Uiso*/Ueq
01 0.7052(2) 0.2425(2) 0.49128(4) 0.0612(4)
02 0.3621(2) 0.1223(2) 0.44956(4) 0.0611(4)
03 0.7659(2) 1.0062(2) 0.32697(4) 0.0579(3)
H3 0.6685 0.9954 0.3044 0.087*
04 0.3941(2) 0.8276(2) 0.27683(4) 0.0565(3)
H1 0.337(6) -0.049(7) 0.4775(11) 0.169(13)*
C1 0.5045(2) 0.6541(3) 0.34885(4) 0.0373(3)
C2 0.4591(3) 0.4734(3) 0.38221(4) 0.0389(3)
H2 0.3248 0.3596 0.3774 0.047*
c3 0.6078(3) 0.4586(3) 0.42216(5) 0.0418(3)
C4 0.8107(3) 0.6293(3) 0.42918(5) 0.0498(4)
H4 0.9137 0.6195 0.4558 0.060*
Cc5 0.8589(3) 0.8102(3) 0.39732(5) 0.0520(4)
H5 0.9935 0.9232 0.4025 0.062*
cé 0.7076(3) 0.8263(3) 0.35712(5) 0.0427(3)
c7 0.5572(3) 0.2640(3) 0.45662(5) 0.0456(4)
c8 0.3513(3) 0.6630(3) 0.30531(5) 0.0403(3)
c9 0.1485(3) 0.4693(3) 0.29531(5) 0.0485(4)
H9A 0.0545 0.5146 0.2676 0.073*
H9B 0.0379 0.4666 0.3196 0.073*
H9C 0.2223 0.3017 0.2922 0.073*
Comment

Flavonoids, also known as bioflavonoids, are a class of nat-
ural compounds with the basic nuclear structure of 2-phenyl
chromone flavone [5]. Flavonoids are widely existent in fruits,
vegetables, seeds, pollen, bark and medicinal plants [6-9].
Flavonoids have been reported to exhibits a variety of phar-
macological activities. Because of their extensive biological
activity and strong pharmacological action, the synthesis of
flavonoids have attracted much research interest [10-14]. The
total synthesis of flavone compounds has two classical meth-
ods of the Baker-Venkataraman reaction and the Algar-Flynn-
Oyamada reaction [15, 16]. We still focused on the synthesis
and antibacterial activities of preservatives. In order to syn-
thesis novel preservatives, we have designed and synthesised
a series of flavonoids carboxylate glycosides via the chalcone
route. Herein we report the synthesis and single crystals of the
title compound as an important intermediate for the flavonoid
synthesis [17].

There is one molecule in the asymmtric unit. The
molecules in the title structure are connected by hydro-
gen bonds. In the molecule of the title compound bond
lengths and angles within 3-acetyl-4-hydroxybenzoic acid are
very similar to those given in the literature for methyl 4-
acetoxybenzoate and p-hydroxybenzoic acid [18] and those
in the structures of related benzoic acids [19, 20]. In
the title structure, all the non-hydrogen atoms are almost
approximately co-planor. The dihedral angles formed by the
C1—Cé6 plane, the carboxlate group C7—01—02 plane and the
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acetyl group C8—C9—04 plane are 4.4(1)°, 4.5(1)° and 8.8(1)°,
respectively.
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