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Abstract

C;3HyNOs;, monoclinic, P2i/c, a=77486(4) A, b=
8.5148(3) A, ¢=199822(9) A, B=100341(2)°, V=
1296.97(10) A>, Z=4, Rq(F)=0.0620, WR:(F?)=0.1814,
T =296 K.

CCDC no.: 1405629

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.
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Table 1: Data collection and handling.

Crystal: Yellow, block,
size 0.368 0.451 0.578 mm

Wavelength: Mo K radiation (0.71073 A)

u: 0.85cm 1!

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

26max: 55°

N(hkDmeasureds N(hkDunigue: 18633, 2952

N(param) efined: 158

Programs: SHELX [11], Bruker programs [12]

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

Atom Site X y z Uiso
H(1A) 4e 0.5533 0.0784 0.6997 0.063
H(2A) 4e 0.6537 0.0458 0.8158 0.066
H(5A) 4e 0.7660 0.5123 0.7096 0.055
H(8A) 4e 0.4080 0.1519 0.6006 0.067
H(9A) 4e 0.4915 0.3267 0.4915 0.073
H(10A) 4e 0.1492 0.0871 0.5231 0.126
H(10B) 4e 0.2818 0.0431 0.5044 0.126
H(100Q) 4e 0.1189 0.0126 0.4484 0.126
H(11A) 4e 0.3736 0.2797 0.3845 0.117
H(11B) 4e 0.1717 0.2295 0.3755 0.117
H(110Q) 4e 0.3182 0.1002 0.3698 0.117
H(12A) 4e 0.8755 0.1188 0.9822 0.139
H(12B) 4e 0.9140 0.0373 0.9142 0.139
H(120Q) 4e 0.7162 0.0584 0.9258 0.139
H(13A) 4e 0.9710 0.7333 0.8475 0.105
H(13B) 4e 0.8010 0.7091 0.7899 0.105
H(130) 4e 0.9872 0.6437 0.7785 0.105

Source of material

The most important and straight forward method for the
synthesis of the title compound involves the direct condensa-
tion of B-dicarbonyl compounds with amines at reflux in an
aromatic solvent with azeotropic removal of water [8, 9].

To a solution of 3,4-dimethoxyacetophenone (1.80 g,
0.01 mol) in dimethylformamide-dimethylacetal (1.91 g,
0.015 mol) in dry xylene (20 mL) was refluxed for 24 h. The
obtained solid was collected by filteration and recrystallized
from dioxane to give the title compound.

Yield, 66%; m.p. 1237 °C. IR (KBr, cm '): 3080
(CH arom.), 2997, 2931, 2839 (CH aliph.), 1635 (C = 0). 'H-NMR
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Table 3: Atomic coordinates and displacement parameters (A2).

Atom  Site X y z Uiy Un Uss Ui, Uss Uss
0(1) 4e 0.8252(2) 0.2547(2) 0.90088(7) 0.098(1) 0.068(1) 0.0404(8) 0.0044(8) 0.0068(7) 0.0090(7)
0(2) 4Le 0.8774(2) 0.5170(2) 0.84231(7) 0.079(1) 0.0573(9) 0.0449(8) 0.0114(7) 0.0071(7) 0.0030(6)
0(3) 4e 0.6798(4) 0.4273(3) 0.59200(8) 0.192(2) 0.108(2) 0.0440(9) 0.083(2) 0.003(1) 0.0047(9)
N(1) 4e 0.3138(2) 0.1676(2) 0.46542(8) 0.069(1) 0.068(1) 0.0407(9) 0.0067(9) 0.0034(8) 0.0020(8)
c(1) 4e 0.6169(3) 0.1607(2) 0.7252(1) 0.056(1) 0.052(1) 0.048(1) 0.0064(9) 0.0034(9) 0.0043(9)
c2) 4Le 0.6753(3) 0.1417(2) 0.7944(1) 0.063(1) 0.050(1) 0.050(1) 0.0051(9) 0.0071(9) 0.0075(9)
c(3) 4e 0.7645(3) 0.2610(2) 0.83254(9) 0.054(1) 0.056(1) 0.0391(9) 0.0032(9) 0.0033(8) 0.0044(8)
C(4) 4e 0.7947(2) 0.4030(2) 0.80069(9) 0.043(1) 0.048(1) 0.0416(9) 0.0020(8) 0.0000(7) 0.0027(8)
C(5) 4e 0.7409(2) 0.4181(2) 0.73148(9) 0.051(1) 0.045(1) 0.042(1) 0.0003(8) 0.0042(8) 0.0023(8)
C(6) 4Le 0.6499(2) 0.2976(2) 0.69275(9) 0.047(1) 0.050(1) 0.0400(9) 0.0007(8) 0.0035(8) 0.0021(8)
C@7) 4e 0.6009(3) 0.3230(3) 0.6174(1) 0.086(2) 0.057(1) 0.040(1) 0.011(1) 0.004(1) 0.0011(9)
c(8) 4e 0.4683(3) 0.2278(3) 0.5787(1) 0.060(1) 0.061(1) 0.043(1) 0.000(1) 0.0005(9) 0.0015(9)
c) 4e 0.4286(3) 0.2466(3) 0.5099(1) 0.075(1) 0.059(1) 0.046(1) 0.008(1) 0.003(1) 0.0040(9)
C(10) 4e 0.2075(4) 0.0465(4) 0.4870(1) 0.071(2) 0.108(2) 0.065(2) 0.028(2) 0.007(1) 0.009(1)
C11) 4e 0.2926(4) 0.1966(3) 0.3930(1) 0.102(2) 0.085(2) 0.041(1) 0.012(2) 0.000(1) 0.006(1)
C(12) 4e 0.8334(5) 0.1057(3) 0.9333(1) 0.135(3) 0.081(2) 0.055(1) 0.003(2) 0.003(2) 0.026(1)
C(13) 4e 0.9118(3) 0.6620(3) 0.8122(1) 0.081(2) 0.062(1) 0.064(1) 0.022(1) 0.003(1) 0.003(1)

(DMSO-dy): 3.1 [s, 6H, 2NCH3], 3.8 [s, 6H, 20CH3], 5.8, 6.9
[2d, 2H, CH=CH, J = 7.8 Hz], 74-7.6 [m, 3H, Ar—H]. >C-NMR
(DMSO-dg): 44.8(2), 56.0(2), 91.1, 110.8, 111.1, 121.2, 133.4, 1487,
151.7,154.1, 185.3. MS m/z (%): 235 (M™) (12.73), 136 (100) Anal.
Calcd. For C;3H;7NOs (235): C, 66.36; H, 7.28; N, 5.95. Found:
C, 66.07; H, 7.54; N, 6.23.

Experimental details

Cell refinement and data reduction were carried out by Bruker
SAINT and SHELXS-97 [10, 11]. All hydrogen atoms were ide-
alized and refined using a riding model with the help of of the
SHELX-2008 program (AFIX43 or AFIX 137 option) [10].

Discussion

Enaminones or enamine of B-dicarbonyl compounds and
their chemistry has been reviewed [1, 2]. These enaminones
have demonstrated a potential as multipurpose synthetic
intermediates in organic synthesis [3, 4], in the pharmaceu-
tical development [4-7] and in heterocyclic synthesis [4].

The aim of this work was to design a novel E-1-(3,4-
dimethxyphenyl)-3-(dimethylamino)prop-2-en-l-one having a
biologically active 3,4-dimethoxyphenyl moiety.

The crystal structure of the title compound contains one
molecule in the asymmetric unit. In the title molecule C8—C9
bond length is 1.363(3) A and this is typical C—C double bond.
In the crystal structure the molecules are stabilized by two in-
termolecular non-classical hydrogen bonds, of which O1 and
03 work as hydrogen bond acceptors and C10 and C11 work
as hydrogen bond donors. The distance of the interactions
between C10—H10C- - - 02 is 2.58(2) A and C11—H11A. - - 03 is
2.59 A and the angles are 168° and 122°, respectively.
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