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Abstract

CiHuNOs, monoclinic, P2i/n (no. 14), a=78956(6) A,
b=5.8304(4) A, c=22.0407(16) A, B =91.919(3)°,
V =1014.06(13) A3, Z=4, R(F)=0.045 wR(F?)=0.125,
T=100K.

CCDC no.: 1052719

The crystal structure is shown in the figure. Tables 1-3
contain details of the measurement method and a list of
the atoms including atomic coordinates and displacement
parameters.

Source of material

A suspension of 5-methoxy-1H-indole-2-carboxylic acid (2 g,
0.01 mol) in absolute methanol (30 mL) and a few drops of
concentrated sulfuric acid was heated to reflux for 4 h. The
reaction mixture was allowed to cool to room temperature and

*Corresponding author: Hazem A. Ghabbour, Department of Phar-
maceutical Chemistry, College of Pharmacy, King Saud University,
Riyadh 11451, Saudi Arabia, e-mail: ghabbourh@yahoo.com; and
Department of Medicinal Chemistry, Faculty of Pharmacy, Mansoura
University, Mansoura 35516, Egypt

Mohamed I. Attia: Department of Pharmaceutical Chemistry,
College of Pharmacy, King Saud University, Riyadh 11451, Saudi
Arabia; and Medicinal and Pharmaceutical Chemistry Department,
Pharmaceutical and Drug Industries

Hoong-Kun Fun: Department of Pharmaceutical Chemistry, College
of Pharmacy, King Saud University, Riyadh 11451, Saudi Arabia;
and X-ray Crystallography Unit, School of Physics, Universiti Sains
Malaysia, 11800 Penang, Malaysia

[(c<) IRZUEM| © 2016 Mohamed I. Attia et al., published by De Gruyter.

Table 1: Data collection and handling.

Crystal: Yellow, block,
size 0.247x0.268x0.410 mm

Wavelength: Mo K radiation (0.71073 A)

u: 0.99 cm~—1

Diffractometer, scan mode: Bruker APEX-1I D8 venture, ¢ and
w scans

26max: 55.98°

N(hkl)measuredy N(hkl)unique: 9399, 2407

N(param) efined: 143

Programs: SHELX [9]

Table 2: Fractional atomic coordinates and isotropic or equivalent
isotropic displacement parameters (A2).

Atom Site X y z Uiso
H(1) 4e 0.493(2) 0.997(3) 0.4334(9) 0.067(5)
H(2) 4e 0.2783 0.4333 0.3646 0.058
H(4) 4e 0.3770 0.5179 0.2388 0.054
H(6) 4e 0.6422 1.1114 0.2244 0.059
H(7) 4e 0.6152 1.1930 0.3269 0.058
H(10A) 4e 0.2808 0.4280 0.5771 0.102
H(10B) 4e 0.1628 0.2299 0.5485 0.102
H(100) 4e 0.0881 0.4824 0.5573 0.102
H(11A) 4e 0.5479 0.4489 0.1537 0.095
H(11B) 4e 0.5184 0.5815 0.0907 0.095
H(110) 4e 0.3665 0.5577 0.1365 0.095

the precipitated solid was filtered off to give 2.1 g (96%) of
methyl 5-methoxy 1H-indole-2-carboxylate as yellow crystals
m.p. 450—451 K [1]. Single crystals of the title compound were
obtained via slow evaporation of methanolic solution.

Discussion

The pineal melatonin  (N-acetyl-5-methoxy-
tryptamine, MLT) is primarily synthesized and released by the
pineal gland in a circadian rhythm, with elevated peripheral
blood levels at night. MLT appears to have sleep-inducing
properties in addition to the other effects reported in the
literature like anti-inflammatory, pain modulatory, antitumor
and antioxidant properties [2-5]. MLT exerts its effects via
manipulation of two G-protein-coupled receptors, namely
MT; and MT, receptors as well as a low-affinity putative
MLT binding site called MT3 [6, 7]. The title compound
is the starting material of a number of melatoninergic

hormone
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Table 3: Atomic displacement parameters (A2).

Atom Site X y z Ui Uzz U33 U12 U13 U23
0(1) 4e 0.3386(2) 0.7911(2) 0.52344(5) 0.0837(9) 0.0780(9) 0.0492(7) —0.0277(7) 0.0068(6) —0.0117(6)
0(2) 4e 0.2416(2) 0.4563(2) 0.48726(5) 0.0785(8) 0.0548(7) 0.0535(7) —0.0138(6) 0.0164(5) 0.0012(5)
0Q3) 4e 0.5395(1) 0.7856(2) 0.16189(5) 0.0583(6) 0.0568(7) 0.0465(6) 0.0026(5) 0.0083(4) 0.0002(5)
N(1) 4e 0.4484(2) 0.9017(2) 0.40557(6) 0.0482(6) 0.0447(7) 0.0449(7) —0.0090(5) —0.0016(5) —0.0038(5)
c(1) 4e 0.3620(2) 0.7040(2) 0.41916(6) 0.0431(7) 0.0444(7) 0.0472(8) —0.0053(6) 0.0008(5) 0.0000(6)
c2) 4e 0.3358(2) 0.5762(3) 0.36759(7) 0.0512(7) 0.0433(8) 0.0502(8) —0.0111(6) 0.0043(6) —0.0027(6)
c(3) 4e 0.4106(2) 0.6973(2) 0.31937(6) 0.0413(6) 0.0399(7) 0.0471(7) —0.0040(5) 0.0008(5) —0.0014(6)
C(4) 4e 0.4255(2) 0.6517(2) 0.25680(6) 0.0467(7) 0.0422(7) 0.0474(8) —0.0041(6) 0.0020(6) —0.0042(6)
c(5) 4e 0.5121(2) 0.8064(2) 0.22290(6) 0.0401(6) 0.0465(7) 0.0449(7) 0.0054(5) 0.0013(5) 0.0013(6)
C(6) 4e 0.5829(2) 1.0077(3) 0.24923(7) 0.0470(7) 0.0452(8) 0.0559(9) —0.0045(6) 0.0046(6) 0.0078(6)
@ 4e 0.5681(2) 1.0570(2) 0.30969(7) 0.0484(7) 0.0410(7) 0.0564(9) —0.0093(6) —0.0001(6) —0.0005(6)
c(8) 4e 0.4813(2) 0.8997(2) 0.34489(6) 0.0391(6) 0.0400(7) 0.0463(7) —0.0029(5) —0.0015(5) —0.0019(6)
c9) 4e 0.3151(2) 0.6599(3) 0.48138(7) 0.0433(7) 0.0513(8) 0.0472(8) —0.0031(6) 0.0009(5) —0.0007(7)
C(10) 4e 0.1891(2) 0.3941(3) 0.54741(8) 0.072(1) 0.072(1) 0.061(1) —0.0025(9) 0.0191(8) 0.0154(9)
C(11) 4e 0.4892(2) 0.5774(3) 0.13351(8) 0.077(1) 0.062(1) 0.0512(9) 0.0072(8) 0.0072(8) —0.0090(8)

ligands [8] and can serve as a starting synthon for other
new compounds able to modulate melatonin receptors. The
asymmetric unit of the title structure contains one complete
molecule in which the indole moiety is nearly planar. The
stability of the molecules in the crystal structure is ensured
by one intermolecular hydrogen bond, of which 01 works
as hydrogen bond acceptor and N1 works as hydrogen bond
donor. The distance of the interactions between N1—H1- - - O1
is 2.03(1) A and the angle is 160°.
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