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Abstract

C4oHoN,0,, triclinic, P1I (no. 2), a = 9.3093) A,
b=14.191(5) A, c=14.918(5) A, a = 69.221(4)°, B = 82.384(5)°,
y = 72.805(4)°, V = 1759.3(10) A%, Z = 2, R,(F) = 0.0699,
WR,(F?) = 0.1806, T = 296 K.
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Table 1: Data collection and handling.

Crystal: Colorless block

Size: 0.18 X 0.16 x 0.14 mm

Wavelength: Mo Ka radiation (0.71073 A)
: 0.08 mm™*

Diffractometer, scan mode: Bruker APEX-Il, ¢ and w

Bmax, cOMpleteness: 25.0° 99%

N(hkD measureds N(hk[)uniquey Rine:
Criterion for lopbs, N(hk)g:
N(param)reﬁned:

Programs:

13,612, 6153, 0.055
lobs >2 O(Iobs), 3035
436

Bruker [1], SHELX [2, 3]

The molecular structure is shown in the figure. Table 1
contains crystallographic data and Table 2 contains the list
of the atoms including atomic coordinates and displace-
ment parameters.

Source of material

The preparation of 1,4-diaryl-1,4-dihydropyridine-3-carboxylic
acid photoreactive raw materials was performed by a
literature method [4]. Starting from aniline (0.5 mmol),
ethyl propiolate (0.5 mmol) and 4-methylcinnamaldehyde
(0.5 mmol); piperazine (0.25 mmol) and p-toluenesulfonic
acid (0.02 mmol) were used as catalysts, 1,2-dichloroethane
(20 mL) was used as solvent. The mixture was heated to
reflux for 12 h to obtain 1-phenyl-4-(4-methyl-phenyl)-
1,4-dihydroethylpyridine-3-carboxylate. The 1-phenyl-4-
(4-methyl-phenyl)-1,4-dihydroethylpyridine-3-carboxylate
(0.5 mmol) obtained in the first step of the reaction was
placed on a blue LED (410 nm) for a photoreaction for 3h [5].
The product was obtained by column chromatography
eluting with petroleum ether and n-hexane 10:1. The
resulting solution was evaporated to dryness to get some
crystals.

Experimental details

All hydrogen atoms were placed in the calculated positions
and all the non-hydrogen atoms were refined anisotropically.
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Table 2: Fractional atomic coordinates and isotropic or equivalent

isotropic displacement parameters (A?).

Atom X y z Uiso*/Ueq
01 0.1743 (3) 0.16745(18) 0.29691 (16) 0.0652 (7)
02 0.3072 (3) 0.0507 (2)  0.42235(18) 0.0711 (8)
03 0.1796 (3) 0.4520(2) 0.14238(17) 0.0687 (7)
04 0.1552 (3) 0.5808 (2) 0.20067 (18) 0.0799 (8)
N1 0.3176 (3) 0.2735(2) 0.52951 (18) 0.0493 (7)
N2 0.5155 (3) 0.2589 (2) 0.31320(17) 0.0487 (7)
Cc1 0.4964 (7) 0.1597 (4) 0.9162 (3) 0.124 (2)
H1A 0.577354 0.096735 0.932153 0.186*
H1B 0.411031 0.148420 0.958220 0.186*
H1C 0.527715 0.215206 0.923377 0.186*
c2 0.4537 (5) 0.1892 (4) 0.8132(3) 0.0767 (12)
C3 0.3774 (6) 0.2900 (4) 0.7626 (3)  0.0906 (14)
H3 0.353746 0.341019 0.791663 0.109*
C4 0.3354 (5) 0.3167 (3) 0.6701 (3) 0.0816 (13)
H4 0.282848 0.385422 0.638491 0.098*
c5 0.3687 (4) 0.2446 (3) 0.6220 (2) 0.0498 (9)
cé 0.4447 (4) 0.1445 (3) 0.6726 (2) 0.0596 (10)
Hé6 0.471096 0.093660 0.643180 0.072*
c7 0.4829 (5) 0.1178 (3) 0.7663 (3) 0.0745(12)
H7 0.530535 0.048294 0.799115 0.089*
c8 0.3874 (4) 0.2111 (3) 0.4670 (2) 0.0479 (9)
H8 0.422024 0.136128 0.502876 0.057*
c9 0.5177 (4) 0.2575 (3) 0.4105 (2) 0.0491 (9)
H9 0.615509 0.219238 0.439910 0.059*
c10 0.4647 (4) 0.3726 (3) 0.4099 (2) 0.0527 (9)
H10 0.535268 0.388956 0.441691 0.063*
C11 0.3098 (4) 0.3795 (3) 0.4627 (2) 0.0525 (9)
H11 0.285327 0.431272 0.495607 0.063*
C12 0.2975 (4) 0.4145 (3) 0.2903 (2) 0.0468 (8)
Cc13 0.3561 (3) 0.2975 (2) 0.2937 (2) 0.0455 (8)
H13 0.333428 0.288174 0.235570 0.055*
Cl4 0.2766 (3) 0.2353 (2) 0.3863 (2) 0.0442 (8)
Cc15 0.1292 (3) 0.3177 (2) 0.3946 (2) 0.0468 (8)
H15 0.074925 0.337666 0.335826 0.056*
C16 0.1969 (4) 0.4076 (2) 0.3833 (2) 0.0472 (8)
H16 0.119324 0.473270 0.377833 0.057*
c17 0.4303 (4) 0.4507 (3) 0.3082 (2) 0.0516 (9)
H17 0.387605 0.520296 0.314144 0.062*
c18 0.5571 (4) 0.4585 (3) 0.2347 (2) 0.0517 (9)
Cc19 0.5300 (4) 0.5154 (3) 0.1395(3) 0.0688 (11)
H19 0.431058 0.547224 0.120503 0.083*
c20 0.6453 (5) 0.5267 (4) 0.0711(3) 0.0790(13)
H20 0.622849 0.565644 0.007318 0.095*
c21 0.7907 (5) 0.4815 (4) 0.0964 (3) 0.0819 (13)
H21 0.868710 0.488925 0.050829 0.098*
c22 0.8199 (5) 0.4247 (4) 0.1907 (3) 0.0919 (15)
H22 0.919019 0.392211 0.209000 0.110*
c23 0.7059 (4) 0.4147 (3) 0.2586 (3) 0.0779(12)
H23 0.729540 0.377389 0.322446 0.094*
C24 0.6047 (4) 0.1771 (3) 0.2812(2) 0.0467 (8)
c25 0.6063 (4) 0.1875(3) 0.1855(2) 0.0646 (10)
H25 0.546384 0.247837 0.143641 0.078*
C26 0.6947 (5) 0.1106 (3) 0.1508 (3) 0.0762(12)
H26 0.690659 0.119259 0.086344 0.091*
c27 0.7887 (4) 0.0215 (3) 0.2087 (3) 0.0730(11)
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Table 2: (continued)
Atom X y z Uiso*/Ueq
c28 0.7883 (4) 0.0113 (3) 0.3044 (3) 0.0714 (11)
H28 0.849949 —-0.048464 0.345850 0.086*
C29 0.6982 (4) 0.0878 (3) 0.3401(2) 0.0583(10)
H29 0.700890 0.078689 0.404744 0.070*
C30 0.8856 (5) -0.0645 (4) 0.1719(4) 0.1103 (17)
H30A 0.834515 -0.117846 0.184472 0.165*
H30B 0.979670 -0.094354 0.203792 0.165*
H30C 0.903803 -0.035847 0.104042 0.165*

31 0.0198 (4) 0.2882 (3) 0.4772 (2) 0.0488 (9)
(32 —0.0508 (4) 0.2123 (3) 0.4833(2) 0.0598 (10)

H32 —-0.026867 0.178851 0.437616 0.072*
(33 -0.1563 (4) 0.1850 (3) 0.5561(3) 0.0665 (11)
H33 —-0.200474 0.132921 0.559442 0.080*
C34 —-0.1948 (4) 0.2347 (3) 0.6222 (3) 0.0717 (11)
H34 —-0.266248 0.217505 0.670477 0.086*
35 -0.1275 (5) 0.3102 (3) 0.6172(3) 0.0766 (12)
H35 -0.152676 0.343645 0.662846 0.092*
36 -0.0228 (4) 0.3372(3) 0.5451(3) 0.0650 (10)
H36 0.020124 0.389617 0.542378 0.078*

c37 0.2069 (4) 0.4821 (3) 0.2022 (3) 0.0562 (10)
38 0.0502 (7) 0.6556 (4) 0.1239 (4) 0.124 (2)

H38A 0.022017 0.618379 0.088661 0.149*
H38B -0.040399 0.690633 0.152062 0.149*
C39 0.1196 (8) 0.7268 (6) 0.0640 (5) 0.188 (3)
H39A 0.052789 0.775482 0.014123 0.281*
H39B 0.146477 0.763653 0.099262 0.281*
H39C 0.208690 0.691633 0.036067 0.281*
C40 0.2572 (4) 0.1387 (3) 0.3739 (2) 0.0511 (9)
C41 0.1492 (5) 0.0863 (3) 0.268 (3) 0.0815(13)
H41A 0.062347 0.064452 0.303055 0.098*
H41B 0.236245 0.025956 0.282049 0.098*
C42 0.1235 (8) 0.1309 (4) 0.1649 (3) 0.150 (2)
H42A 0.210756 0.151239 0.131389 0.225*
H42B 0.037974 0.190999 0.152275 0.225*
H42C 0.104965 0.079459 0.143257 0.225*
Comment

Cage dimers based on 4-aryl-1,4-dihydropyridines have a
wide range of biological activities, such as anti-HIV drug
and as an antimultidrug resistance modulator [6-8]. The
caged dimeric compounds similar to the title compound
has also been obtained by a dimerization by photoreaction.
However, the two pyridine rings in the title compound
present a special angle, which is of interest for the study of
new functional caged compounds. The bond lengths and
angles are in the expected ranges.
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