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Abstract

CHi5Cl05, monoclinic, P2i/c (no. 14), a=10.0231(14) A,
b=10.7318(16) A,  c=11.241917) 4,  B=106.637(7)°,
V=1158.6(3) A>, Z=4, Re(F)=0.0493, WRes(F*)=0.1879,
T =296(2) K.

CCDC no.: 1445285

The crystal structure is shown in the figure. Tables 1 and
2 contain details of the measurement method and a list of
the atoms including atomic coordinates and displacement
parameters.

Source of material

2,2-Bis(hydroxymethyl) propanol (0.82 g, 6.76 mmol), 2-
chlorobenzaldehyde (1.40 g, 10.0 mmol), cyclohexane
(10 mL), N,N-dimethytformamide (2 mL) and p-toluene
sulfonic acid (0.10 g, 0.58 mmol) were refluxed with stirring
at 373 K for four hours, then sodium bicarbonate (0.058 g,
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Table 1: Data collection and handling.

Crystal: Colorless blocks

size 0.45 0.42 0.36 mm
Wavelength: Mo K, radiation (0.71073 A)
u 3.2cm !

Diffractometer, scan mode:
26max, completeness;
N(hk[)measuredw N(hk[)uniquew Rint:
Criterion for lops, N(hkg::

Bruker APEX-Il, ¢ and w
55.2°,>99 %,

14420, 2025, 0.070
lobs = 2 0(lops), 1430

N(param);efineq: 155
Programs: SHELX [10], Bruker programs [11],
OLEX2 [12]

0.70 mmol) was added and stirred at room temperature for
half an hour. The solvent was evaporated under reduced
pressure and then ethyl acetate was added to dissolve
the residue. Subsequently, the solution was washed with
saturated salt water (20 mL 2) and water (20 mL 2),
respectively. Then the organic layer was dried with anhydrous
sodium sulfate, filtered and evaporated, and the product
was recrystallized from ethyl acetate to afford colorless
crystals (yield 70%; m. p. 354.35 K).

Experimental details

Carbon-bound H atoms were placed in calculated positions
and were included in the refinement in the riding model
approximation, with Uis,(H) set to 1.2Ueq(C). The H atoms of
the methyl group were allowed to rotate with a fixed angle
around the C—C bond to best fit the experimental electron den-
sity, with Ujso(H) set to 1.5 Ueq(O). The H atoms of the hydroxyl
group was allowed to rotate with a fixed angle around the C-O
bond to best fit the experimental electron density, with Ujs, (H)
set to 1.5Ueq(0).

Discussion

Ketals are not only important structural units for natural
products, bioactive compounds and chiral ligand [1, 2]
but also parts of compounds with insecticidal effects
as well as anti-foaming properties [3, 4]. The crystal
structures of 1,3-dioxanes are in the focus of attention of
chemists [5-9]. Herein, in this paper, a new compound

(2-(2-chlorophenyl)-5-methyl-1,3-dioxan-5-yl)methanol ~ was
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Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A2).

Atom X y z Uiso*/ueq
cl1 0.04575(7) 0.01475(6) 0.28544(8) 0.0590(4)
03 0.32246(16) 0.14102(12) 0.25111(16) 0.0398(5)
02 0.23843(16) 0.19771(13) 0.04365(16) 0.0423(6)
C1 0.2081(2) 0.13461(17) 0.1417(2) 0.0366(7)
H1 0.1251 0.1710 0.1576 0.044*
C2 0.1828(2) 0.00109(19) 0.1086(2) 0.0379(7)
C3 0.1111(2) 0.07519(18) 0.1700(2) 0.0405(7)
c10 0.3740(2) 0.35153(17) 0.1898(2) 0.0397(7)
c5 0.1407(3) 0.2519(2) 0.0520(3) 0.0604(10)
H5 0.1264 0.3360 0.0324 0.072*
c8 0.2569(2) 0.32810(19) 0.0708(2) 0.0424(8)
H8A 0.2783 0.3703 0.0022 0.051*
H8B 0.1708 0.3627 0.0796 0.051*
c9 0.3466(3) 0.26883(19) 0.2908(2) 0.0434(7)
H9A 0.2660 0.3001 0.3128 0.052*
H9B 0.4260 0.2728 0.3643 0.052*
C12 0.5147(3) 0.3190(2) 0.1711(3) 0.0489(8)
C4 0.0897(3) 0.20150(19) 0.1426(3) 0.0522(9)
H4 0.0418 0.2508 0.1848 0.063*
c7 0.2326(3) 0.0545(2) 0.0179(3) 0.0497(8)
H7 0.2803 0.0056 0.0248 0.060*
cé 0.2125(3) 0.1800(2) 0.0103(3) 0.0611(10)
Hé6 0.2472 0.2154 0.0708 0.073*
C11 0.3707(3) 0.4873(2) 0.2279(3) 0.0536(9)
H11A 0.2832 0.5048 0.2433 0.080*
H11B 0.4451 0.5026 0.3020 0.080*
H11C 0.3816 0.5402 0.1625 0.080*
01 0.5531(3) 0.3938(2) 0.0839(3) 0.0765(8)
H1A 0.4854 0.4048 0.0235 0.115*
H12A 0.592(3) 0.325(2) 0.254(3) 0.061(8)*
H12B 0.513(3) 0.228(2) 0.142(3) 0.044(6)*

synthesized by the reaction of 2,2-bis(hydroxymethyl)
propanol with 2-chlorobenzaldehyde by using p-toluene
sulfonic acid as catalyst, DMF and cyclohexanone as solvent,
and its structure was studied by single-crystal structure
analysis [10].

There is one molecule in the asymmetric unit of the title
structure. All bond lengths and angles are in the expected
ranges. The dioxanyl moiety is in a chair conformation with
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the chlorophenyl group approximately perpendicular to the
central ring plane (cf. the figure).
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