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Abstract

C14H1305, orthorhombic, P2,2,2; (no. 19), a = 4.3538(6) A,
b = 12.7630(19) A, ¢ = 264934 A, V = 1,47224) A%, Z = 4,
Rg(F) = 0.0414, WR,¢ (F?) = 0.1043, T = 296(2) K.

CCDC no.: 2393676
Table 1 contains crystallographic data and Table 2 contains

the list of the atoms including atomic coordinates and
displacement parameters.
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Table 1: Data collection and handling.

Crystal: Colorless block

Size: 0.19 x 0.15 x 0.13 mm
Wavelength: Mo Ka radiation (0.71073 A)
u 0.11 mm™

Diffractometer, scan mode:
Omax, cOMpleteness:
N(hkl)measureds N(hkl)unique: Rint: 11:557: 2:748: 0039
Criterion for Iops, N(hkl)gy: Iobs > 20(Iops), 1960
N(param)refined: 194

Programs: Bruker,! SHELX,>* Diamond*

Bruker APEX-IL, ¢ and w
25.5°,>99 %

1 Source of materials

The mixture of methyl 4-hydroxy-3,5-dimethoxy-benzoate
(212 g, 0.01mol), ethyl bromoacetate (2.03g, 0.012 mol),
K,CO; (2.76 g, 0.02 mol) and acetone (15 mL) was reacted
at 70°C for 24h. After the reaction was completed
(monitored by TLC), colorless crystals were obtained by
slow cooling. The product was filtered, and washed with
water 3 times respectively. Yield 90 % (based on methyl
4-hydroxybenzoate). Elemental Anal. Calcd. (%) for
C14H1507 (298.29): C, 56.37; H, 6.08. Found (%): C, 55.53; H,
6.16.

2 Experimental details

All H atoms were included in calculated positions and
refined as riding atoms, with C-H = 0.90-0.97 A with
Uiso(H) = 1.5 Ugg(C) for methyl H atoms and 1.2 Ue4(C) for all
other H atoms.

3 Comment

Syringic acid, 4-hydroxy-3,5-dimethoxybenzoic acid, is a
phenolic acid of benzoic acid categorie, which has anti-
bacterial activities, sedative activities and local anesthetic
effects.”® Methyl syringate is considered as a symbolic
component of Manuka honey, and it is also a functional
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Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A?).

Atom X y z Uiso*/Ueq
a1 0.2531 (12) 0.3586(3)  —0.03413(10)  0.0820 (13)
H1A 0.0477 0.3582 -0.0473 0.123*
H1B 0.3596 0.2970 —-0.0454 0.123*
H1C 0.3591 0.4198 -0.0459 0.123*
(@ 0.0917 (9) 0.4383 (2) 0.04178 (12) 0.0579 (9)
(65} 0.1012 (8) 0.4357 (2) 0.09784 (10) 0.0474 (8)
Cc4 0.2571 (8) 0.3577 (2) 0.12362 (10) 0.0468 (8)
H4 0.3544 0.3041 0.1060 0.056*
5 0.2670 (7) 0.3602 (2) 0.17595 (10) 0.0441 (7)
cé 0.1262 (7) 0.4418 (2) 0.20184 (10) 0.0417 (7)
Cc7 —-0.0367 (8) 0.5184 (2) 0.17540 (11) 0.0458 (8)
8 —0.0497 (8) 0.5149 (2) 0.12334 (10) 0.0489 (8)
H8 -0.1591 0.5655 0.1056 0.059*
9 0.5440 (10) 0.1986 (3) 0.18127 (12) 0.0674 (10)
H9A 0.3864 0.1596 0.1643 0.101*
H9B 0.6408 0.1550 0.2061 0.101*
H9C 0.6943 0.2215 0.1572 0.101*
c10 —-0.3476 (9) 0.6719 (2) 0.17966 (12) 0.0619 (9)
H10A -0.2196 0.7096 0.1564 0.093*
H10B -0.4303 0.7197 0.2041 0.093*
H10C -0.5126 0.6391 0.1616 0.093*
Cc11 -0.0880 (7) 0.4045 (2) 0.28092 (10) 0.0500 (8)
H11A —-0.0901 0.3292 0.2758 0.060*
H11B -0.2820 0.4326 0.2691 0.060*
C12 -0.0486 (8) 0.4284 (2) 0.33539 (11) 0.0471 (8)
C13 —0.2301 (10) 0.3800 (3) 0.41709 (10) 0.0693 (11)
H13A -0.3647 0.4389 0.4239 0.083*
H13B -0.0278 0.3963 0.4302 0.083*
c14 —0.3509 (11) 0.2845 (3) 0.44159 (12) 0.0866 (13)
H14A —0.5495 0.2683 0.4279 0.130*
H14B -0.3682 0.2962 0.4773 0.130*
H14C -0.2134 0.2271 0.4355 0.130*
01 0.2427 (6) 0.35965 (16) 0.02034 (7) 0.0672 (7)
02 —-0.0373 (9) 0.5048 (2) 0.01778 (8) 0.1019 (12)
03 —-0.1698 (6) 0.59389 (17) 0.20468 (7) 0.0590 (6)
04 0.1574 (5) 0.44972 (15) 0.25340 (7) 0.0471 (5)
05 0.4110 (6)  0.28758 (16) 0.20538 (7) 0.0570 (6)
06 0.0991 (8) 0.4973 (2) 0.35315 (8) 0.0834 (9)
o7 —-0.2130 (6) 0.36104 (16) 0.36309 (7) 0.0593 (6)

component of its antioxidant and antibacterial activity.” !

It also is an effective bacterial and fungal laccase phenol
medium and an agonist of TRPA1"* Because of its strong ac-
tivities and its wide applications, the synthesis and application
of syringic acid derivatives have attracted much attention."*'*
Saeed et al. have reported the synthesis and crystal structure
of methyl 4-acetoxy-3,5-dimethoxybenzoate.”® Nie et al.
have reported the synthesis and crystal structure of methyl
4-acetoxy-3,5-dimethoxybenzoate.'® We still focused on
the synthesis and antibacterial activities of preservatives.
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In the molecules of the title structure bond lengths
and angles are very similar to those given in the literature.”> "’
In the title structure, the part of methyl 4-hydroxy-3,5
dimethoxybenzoic acid is approximately planar. The dihedral
angle formed by the C3-C8 plane with the carboxlate group
01-C2-02 plane is 2.5°. The torsion angles of C4-C5-05-C9
and C8-C7-03-C10 are -4.5(4)° and 3.2(4)°. The part
of 2-ethoxy-2-oxoethoxy group is perpendicular to methyl
4-hydroxy-3,5-dimethoxybenzoic acid and the torsion an-
gles of C5-C6-04-C11, C6-04-C11-C12 and C12-07-C13-
C14 are —95.6(3)°, —173.5(2)° and -165.8(3)°. The dihedral
angle formed by the C3-C8 plane with the carboxylate
group 06-C12-07 plane is 71.218(107)°.
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