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Crystal structure of dimethyl 5-(dibenzylamino)

isophthalate, C24H23N04
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Abstract

C4H»NOs4, monoclinic, P2i/n (no. 14), a=13.492(6) A,
b=9259(4) A, ¢=159938) A, B=94.009(9)°, V=
1993.016) A>, Z=4, Ru(F)=0.0409, wR.;(F?)=0.1201,
T=293(2) K.

CCDC no.: 1479167

The asymmetric unit of 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.
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Table 1: Data collection and handling.

Crystal: Colorless blocks

Size 0.27 0.25 0.20 mm
Wavelength: Mo K, radiation (0.71073 A)
u: 0.9 cm 1!
Diffractometer, scan mode: Bruker SMART, ¢ and w

26max, completeness:
N(hk[)measuredw N(hk[)uniquew Rint: 10556: 4037, 0.026

Criterion for lops, N(hkg::

N(param);efined:
Programs:

52.6° >99%

lobs =2 0(lops), 2639
263
SHELX [6], Bruker programs [7]

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

Atom X y Z  Uiso*/Ueq
C1 0.05525(13) 0.1785(2) 0.06012(11) 0.0562(5)
H1A 0.0078 0.2165 0.1029 0.067*
H1B 0.0295 0.0871 0.0415 0.067*
c2 0.06177(13) 0.28157(18) 0.01288(10) 0.0483(4)
c3 0.13981(15) 0.3746(2) 0.02618(12) 0.0615(5)
H3 0.1916 0.3717 0.0092 0.074*
C4 0.14317(17) 0.4725(2) 0.09099(13) 0.0732(6)
H4 0.1968 0.5353 0.0988 0.088*
C5 0.06814(17) 0.4779(2) 0.14378(12) 0.0687(6)
H5 0.0705 0.5437 0.1878 0.082*
Ccé6 0.01012(17) 0.3863(3) 0.13148(13) 0.0749(6)
H6 0.0617 0.3896 0.1671 0.090*
c7 0.01338(15) 0.2884(2) 0.06654(13) 0.0685(6)
H7 0.0672 0.2259 0.0589 0.082*
c8 0.16092(15) 0.2091(2) 0.18044(10) 0.0580(5)
H8A 0.1148 0.2886 0.1908 0.070*
H8B 0.2276 0.2480 0.1812 0.070*
c9 0.14514(13) 0.1015(2) 0.25111(10) 0.0515(4)
Cc10 0.18728(16) 0.1264(2) 0.32525(12) 0.0680(6)
H10 0.2294 0.2051 0.3299 0.082*
C11 0.1680(2) 0.0363(3) 0.39290(13) 0.0875(8)
H11 0.1958 0.0560 0.4433 0.105*
C12 0.1085(2) 0.0815(3) 0.38650(14) 0.0863(8)
H12 0.0954 0.1420 0.4324 0.104*
C13 0.06851(16) 0.1099(3) 0.31302(14) 0.0805(7)
H13 0.0292 0.1915 0.3080 0.097*
C14 0.08589(15) 0.0185(2) 0.24575(12) 0.0691(6)
H14 0.0571 0.0382 0.1958 0.083*
C15 0.21798(13) 0.06017(17) 0.05978(10) 0.0446(4)
C16 0.20603(12) 0.00105(17) 0.01858(10) 0.0456(4)
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Table 2 (continued)

Atom X y z  Ui*/Ueq
H16 0.1503 0.0225 0.0469 0.055*
c17 0.27545(12) 0.09607(17) 0.05507(9) 0.0429(4)
C18 0.36014(12) 0.13144(18) 0.01569(9) 0.0461(4)
H18 0.4069 0.1949 0.0405 0.055*
Cc19 0.37354(12) 0.07000(18) 0.06150(10) 0.0452(4)
Cc20 0.30450(13) 0.02349(18) 0.09831(10) 0.0476(4)
H20 0.3155 0.0634 0.1502 0.057*
C21 0.25400(13) 0.16115(18) 0.13664(10) 0.0467(4)
C22 0.45971(13) 0.1075(2) 0.11017(10) 0.0511(4)
c23 0.30982(16) 0.3226(2) 0.24368(11) 0.0694(6)
H23A 0.3653 0.3848 0.2583 0.104*
H23B 0.3043 0.2518 0.2869 0.104*
H23C 0.2500 0.3790 0.2379 0.104*
C24 0.59744(14) 0.2593(3) 0.11894(13) 0.0776(6)
H24A 0.6405 0.1803 0.1305 0.116*
H24B 0.6343 0.3310 0.0865 0.116*
H24C 0.5712 0.3012 0.1708 0.116*
N1 0.14804(11) 0.15165(15) 0.09763(8) 0.0528(4)
01 0.18006(10) 0.13789(15) 0.17213(8) 0.0672(4)
02 0.32461(9) 0.25123(14) 0.16560(7) 0.0608(4)
03 0.47438(11) 0.05655(17) 0.17674(8) 0.0777(4)
04 0.51747(9) 0.20784(15) 0.07289(7) 0.0600(4)

Source of material

5-(dibenzylamino)isophthalic acid (0.2 mmol, 0.072 g) was
added to 20 mL methanol. The mixture was stirred and
refluxed for twenty minutes. The mixture was filtered and
colorless block crystals were collected after evaporation of
the methanol after 3 days.

Experimental details

The C-bound H atoms were positioned with idealized
geometry and were refined with Ujso(H) =1.2U¢q(C) using
a riding model with C—H=0.93 A for aromatic H atoms,
C—H=0.96 A for methyl H atoms and C—H=0.97 A for
methylene H atoms.

Discussion

In recent years, the rational design and assembly of metal
organic frameworks (MOFs) have received remarkable at-
tention in order to develop new functional materials with
various potential applications [1, 2]. It is well known that
the flexible branched multicarboxylate ligand are excellent
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building blocks for the construction of MOFs [3-5]. If we
can synthesize multidentate ligand as higher-connected ver-
tices, higher-connected frameworks can be expected. Taking
these into account, we design and synthesize a new multiden-
tate carboxylic acid ligand. The title compound is a derivative
of this carboxylic acid. In the crystal structure of the title
compound, the bond lengths and angles are within expected
ranges. The dihedral angle of the benzene ring with two ester
groups to the other two benzene rings are 87.10° and 86.11°,
respectively. The dihedral angle between the two benzene
rings is 27.06°. The n—n interactions between adjacent ben-
zene rings provide additional stability of the crystal packing,
with a closest distance between benzene mean planes of
3.701(2) A.
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