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Abstract
C10H10O4, monoclinic, P21/c (no. 14), a = 9.464(6) Å,
b = 10.302(7) Å, c = 10.589(7) Å, β = 114.174(11)°,
V = 941.8(10) Å3, Z = 4, Rgt(F ) = 0.0453, wRref(F

2) = 0.1394,
T = 173 K.

CCDC no.: 1888828

The molecular structure is shown in the figure. Table 1
contains crystallographic data and Table 2 contains the list
of the atoms including atomic coordinates and displace-
ment parameters.

Source of material

The thionyl chloride (7.5 mL, 103.82 mmol) was slowly
added to a solution of 2,5-dihydroxybenzoic acid (8.0 g,
51.91 mmol) in acetone (30mL) at 0 °Cwith stirring under a

N2 atmosphere. The 4-dimethylaminopyridine (8.0 g,
51.91 mmol) was added and the solution was stirred at 0 °C
for 1 h. The mixture was kept at room temperature for 16 h.
After the reaction completion (monitored by thin-layer
chromatography), the mixture was diluted with saturated
NaHCO3 solution and extracted with ethyl acetate. The
organic layer was dried and concentrated under reduced
pressure. The title compound was separated by silica-gel
column chromatography using ethyl acetate/petroleum
ether (10%). The target product was obtained as a white
solid. The crystals were obtained by slow evaporation of
mixed solution of petroleum ether and ethyl acetate (10:1,
v/v) at room temperature after one week.

Experimental details

All H atoms were included using a riding model, with C–
H = 0.95–0.98 Å with their Uiso = 1.2Ueq and with O–
H = 0.84 Å and their Uiso = 1.5Ueq.

Comment

Heterocycles and their derivatives play significant roles in
natural products and synthetic chemistry as intermediates
[5, 6]. For instance, benzodioxane is an oxygen isomeric
heterocyclic compound with various applications in medi-
cine, agriculture, and synthetic chemistry [7, 8]. Among
the isomers of benzodioxane, 1,3-benzodioxane and its de-
rivatives can serve as intermediates in the chemical syn-
thesis for pharmaceutical, natural product, and pesticide
chemistry research [9–11]. Furthermore, they are potential

Table : Data collection and handling.

Crystal: Colorless block
Size: . × . × . mm
Wavelength: Mo Kα radiation (. Å)
μ: . mm−

Diffractometer, scan mode: Bruker APEX-II, φ and ω
θmax, completeness: .°, >%
N(hkl)measured, N(hkl)unique, Rint: , , .
Criterion for Iobs, N(hkl)gt: Iobs >  σ(Iobs), 
N(param)refined: 

Programs: Bruker [], Olex [], SHELX [, ]
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synthetic intermediates in multistep organic synthesis.
Among various 1,3-benzodioxane derivatives, 4H-benzo[d]
[1,3]dioxin-4-one and its derivatives have been identified in
nucleoside transport inhibitors, biologically active mole-
cules such as isomerase I inhibitors, anti-plasma parasite,
and cytotoxic drugs, insecticides, crop protection agents,
and fungicides [12–14]. Up to date, a significant number
of 4H-benzo[d][1,3]dioxin-4-one derivatives have been
reported [15–24]. This paper reports the synthesis and
crystal structure of a novel 4H-benzo[d][1,3]dioxin-4-one
derivative compound.

The asymmetric unit contains one molecule of the title
compound, where two methyl groups and one hydroxyl
group replace the hydrogen atom on the 4H-benzo[d][1,3]
dioxin-4-one configuration (see the Figure). The bond
lengths of C9–C8, C9–C10, and C4–O4 are 1.510(3) Å,
1.502(3) Å, and 1.366(2) Å, respectively. The C–C bond
lengths of the benzo moiety are in the range of 1.376(3)–
1.398(3) Å, and the C–C–C angles are in the range of
118.96(15)–121.37(16)°, indicating the substitution of func-
tional groups did not significantly change the structure.
The dihedral angle of the almost flat moiety: C1···C7, O1,
and O2 and the plane (C9, O1, and O2) is 43.86°. And

the dihedral angle of the plane A (C9, O1, and O2) and the
plane B (C8, C9, and C10) is 90.63°. The only intermolecular
O4–H4···O3 hydrogen bond is observed. The O4–H4 and
O3–H4 bond lengths are 0.8399(15) Å and 1.9385(16) Å. The
molecule’s structure is similar to the configurations of the
compounds reported in the references [15, 16, 22, 24].
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Table : Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (Å).

Atom x y z Uiso*/Ueq

C . () . () . () . ()
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
C . () . () . () . ()
H . . . .*
C . () . () . () . ()
C . () . () . () . ()
C . () . () . () . ()
HA . . . .*
HB . . . .*
HC . . . .*
C . () . () . () . ()
C . () . () . () . ()
HA . . . .*
HB . . . .*
HC . . . .*
O . () . () . () . ()
O . () . () . () . ()
O . () . () . () . ()
O . () . () . () . ()
H . . . .*
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