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Table 1 Crystal data

compound | compound [
Molecular formula Ca6H2404 C23H1507
Crystal size(mm) 0.40%0.40x0.20 0.60x%.25x (.70
Space group Pi Pn
Uint cell dimensions
a/A 9.385(6) 9.109(2)
b/A 9.842(€) 9.187(3)
c/A 13.227(8) 23.166(8)
a/(°) 108.68(5)
81 105.67(5) 93.93(2)
7/(°) 96.35(5)
V(A3) 1095(1) 1934(1)
z 2 4
D./Mg m™3 1.214 1.396
20 range/(°) 3.0 ~ 470 3.5 ~ 45.0
Independent reflections 3379 2719
(R4n¢=1.41%) (Rint=4-33%)
Observed reflections 1513 2103
(F >4.00(F)) (F >2.00(F))

HEPD S5 AR, RAANAUBEYE, EEARIBEF T 193 C
BUFERRBENMAMBRE, K& [ RELRREH 240 C.

2 (R EMS

HFRAESEEMBELRFHH L. A KT HE Micro VAX T HHL L,
iz H SHELXTL PLUS B 5 3 ¥ % .

2.1 &_/MWI

HEEEHAIHGRBREMBS ARERZRABAPL ESHRBEN, £
HEFZEEBALTREDY - 1THENHESCRNAREKXR, RARKKP L
EXARRBEFCB)EXLFAA. ETCRB)RFHNEFISHAURRERRFH
RRHARDEN, YRIEBEGRNASEN, ERFURR N _RBED, X
C(1)-C(2), C(27)-C(28), C(27)-C(28A) NI TR HBMKBIE. BEERBC(28) 5 F
K % 0.693, C(28A) & & & 2% 0.307.
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M (A2 x 10%).
Table 2 Positional parameters(x10*)

R3IUEWMIMHMTFLE (x10°) MAF A

# ¥ (A% x 10°)

Table 3 Positional parameters(x10*) and equiva-

lent temperature factors (A? x 10%)* for

and equi-

valent temperature factors (A x10%)*

for compound 1

atom T

1602(15

compound II

atom z

2282

3644(8)

2z

6239

C(3) 228513 (

C(4) 2597(12) -216(12) 3582(11

C(5)  3307(11) 681(15 46922 89(7
C(6)  3775(11) 2141(14) 4985(9)  73(6
C(7)  3450(12) 2712(12) 4115(10) 93(6
C(8)  2731(14)  1801(18 3028510; 121(8)
C(9)  4552(11) 3177(15) 6138(9)  74(6)
O(10)  4830(9) 4516(9) 6449(6) 111(4)
O(11)  4893(8) 2462(7) 6843(6)  96(4
C(12) 5696(13) 3247(12) 7965(9)  73(6
C(13) 7024(13) 4285(12 8358210 83(6
C(14) 7810(12) 4933(11) 9490(10)  89(6
c(15) 7216(16) 4575(14) 10228(9) 81(7
C(16) 5006(15) 3516(14) 9854(9) 77}
C(17) 5135(11) 2883(11) 87165 33§6<
o(18) 7979 s; 5332(7) 11384/6) 97(%)
O(19)  9461(9) 3396(4) 11387[6 109%5)
C(20)  909£{1d) 4770(13) 11860{9) 90
C(21) 9770011) 5895(i3) 13101(9)  82(6
C(22) 1i602(13) 5290(12) 13732(9) 100(7
C(23) 11685(13) 6097(17) 14860(10) 128(8
C(24) 11189(18) 7322(19) 15368(12) 132(10)
C(25) 9989(16) 7728(14) 14754(11) 120(8
C(26) 9282(12) 6958(14) 13616(11) 102(7
C(27) 11776(21) 8064(22) 16663(14) 209(14
C(28) 13424(23) 8627(32) 17015(16) 178(18
C(29) 5345(14) 3114(15) 10652(10) 104(7)
C(30) ~ 4381(18) 1916(18) 10437(11) 180(12)
C(28A) 12502(74) 9609(33) 16881(40) 181(27)**
*®

Equivalent isotropic U defined as one
third of the trace of the orthogonalized
Uy tensor

** isotropic U

C(3) 2493(15) 3601(12) 6828(5
C(4) 1749(15) 4601(10) 7114(5
C(5) 1892(15) 4696(11) 7716(5
C(e) 2858(14) 3707(8) 8017(5
C(7) 3657(16) 2678(10) 7729(5
C(8) 3452(15) 2661(11) 7125(5) 65(4
C(9) - 3036(15) 3862(12) 8661(5) 53(4
0(10) 3855(12) 2750(8) 8930(4) 68(3
O(11) 2562(13) 4836(8) 8947(4) 72(3
C(12) 4037(16) 2763(11) 9524(6) 62(4
C(13) 3191(15) 1771(12) 9839(6) 71(4
C(14) 3404(15) 1732(11) 10415(5) 64
C(15) 4402(15) 2541(11) 10713(5) 58
C(16) 5202(13) 355310} 10421(5) 48
C(17) 5028/14) 36E%il; 9812(5) 63
O(18) 4544((3) 2632(f) 31313(d) 64
S(19) 5769(14) 451(10) 11280(4) 84
G(20§ 5218(1<) 1430(10) 11568(5) 50
C{21) £1a6(15) 1390(11) 12186(5) 57
C{22) 4326(15) 2367(11) 12493(5) 63
C(23) 4336(15) 2366(12) 13077(6) 65
C(24) 5229(16) 1363(11) 13384(5) 59
C(25) 6073(16) 350(11) 13105(5) 73
C(26) 6023(15) 364(11) 12516(5) 57
O(27) 5274(15) 1252(9) 13982(4) 89(4
C(28) 4484(17) 2262(12) 14316(5) 81(5
C(29) 6023(16) 4720(13) 9513(5) 85(5
0(30) 6801(17) 5550(11) 9789(6) 146(5)
C(31) 4733(16) 7526(14) 8435(5) 94(5
O(32) 5466(6) 8623(9) 8103(2) 79(3
C(33) 5209(15) 8584(11) 7515(5) 58(4
C(34) 4272(14) 7613(12) 7220(6) 64(4
C(35) 4130(16) 7718(12) 6630(6) 67(d
C(36) 4874(15) 8733(11) 6309(5) 55(4
C(37) 5805(16) 9639(11) 6624(5) 58(4
C(38) 6055(13) 9593(12) 7204(5) 62(4
C(39) 4713(14). 8886(11) 5696(5) 57(4
0(40) 3968(13) 7728(8) 5448(4) 70(3
O(41) 5195(12) 9863(8) 5429(4) 68(3
C(42) 3765(15) 7751(13) 4819(5) 56(4
C(43) 4584(16) 6776(11) 4547(5) 60(4
C(44) 4360(16) 6683(11) 3937(5) 67(4
C(45) 3335(16) 7708(12) 3660(5) 59(4
C(46) 2481(17) 8664(12) 3950(6) 80(5
C(47) 2723(15) 8690(11) 4536(5) 53(4
O[48) 3162(14) 7539(8) 3041(4) 69(3
O(49) 2036(14) 5431(8) 3063(4) 78(3
C(50) 2552(17) 6322(12) 2791(6) 65(4
. C(51) 2564(14) 6420(10) 2142(5) 52(4
C(52) 1735(16) 5436(12) 1836(5) 78(4
C(53) 1770(16) 5426(13) 1226(5) 77(5
C(54) 2619(16) 6364(12) 943(6) 61(4
C(55) 3469(15) 7337(11) 1262(6) 58(4
C(56) 3475(15) 7374(10) 1872(6) 58(4
O(57) 2440(13) 6268(9) 371(4) 75(3
C(58) 3229(21) 7288(16) 76(7) 109(6)
C(59) 1857(16) 9682(12 4851253 7324;
O(60) 1016(14) 10611(10) 4635(4) 90(3

* Same as Table 2

RERAREMAFREFEERFLE, MERLNARFRABENE AR
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BFmiz g EERFHNERNSHEHYRESMBE. BESmEFa&EitH.

HHMBE, &HW—BHETFHRNZE R=01151, Ry = 0.1096, w = (¢2(F) +
0.0002F2)~!, #% J5 % f Fourier M F B AR KB FHE X 038A. I F R#k
RERTHERFSAURRERETARSEK, 4] BHAMATHE IR
—MENULAYE, £ 200, =47 HEA, RTRBTH A (Fo>40(F) a2
MAHRN UL FLEHHWBT A —ENEE, AINCENTREAOME, LR
REFSHABRRFCR8),C(8A) MEHBMBEMRERR T CRT) HALKS KM
EHEARKX IREREW—BHEFREMNEBENELERRF, EREILESY RHE
MDA UBRRARFRLE Y AXFEAMNALHMT BN S FHRAE
HhrSFREBERE, MR I>TARKIEEEBEALSY | 2 HR.

2.2 A B

BARE MM K80 B R AL AW 5 R hOxt B2 6B, 6898 W
Fra R, M MANSEMUREW B ETHE, %8465 RBENYED
2L Xt # Pn.

LRFOLBFARLAY ], ET AV RRERFAKRSISHEE D,
MBI F AR R EE T YA E M 0.0845
RE5UAMIBINE L) amm ()
Table 5 Selected bond lengths (A) and

angles(deg.) for compound Il
1.41

R4 kAWIMINEA) famm ()

1) C)-O(2)-C3 1180 (8
1.36 (1) O(2)-C(3)-C(4) - 115.6 510
Table 4 Selected bond lengths (A) and 1.50 (2) O(2 :g 3 —8 8 124.0 151;
1.40 (2) C(6 9)-0O(10 113.3
angles(deg.) of compound 1 1.39 (1) C(6)-C(9)-O(11) 126.6 io
. T38 (1 1.21 (1) 0(10)-C(9)-0(11) 120.1 210
1.53 (2 1.37 (2 1.38 (2) C(9)-0O(10)—-C(12 117.8 29
1.38 (2 1.38 (2 1.39 (2) C(15)-O(18 20) 113.0 (9
1.38 (2 1.55 (2 1.53 (2) O(18)-C(20)-O(19) 122.2 (10
1.38 (1 1.39 (2 1.38 (1) O(18)-C(20)-C(21) 113.6 (10
1.35 (2 1.47 (3 1.25 (1) O(19)-C(20)-C(21) 124.2 (10
1.42 (2 28A) 1.50 (4 1.44 (2) C(24)-0(27)-C(28) 120.6 (10
1.47 (1 ) 1.30 (2 1.39 (1) C(17)-C(29)-0O(30) 121.0 (12
1.37 (1 -C(3 107 (1 1.43 (2) C(31)-0(32)-C(33) 117.0 (8
1.22 (2 -C(4 124 (1 1.20 (2) 0O(32)-C(33)-C(34) 124.5 (11
1.34 (2 -C(8 120 (1 1.46 (1) O(32)-C(33)-C(38) 115.1 (10
1.39 (1 -0(10 126 (1 1.37 (1) C(36)-C(39)-0O(40) 110.8 (10
1.37 (1 -0O(11 111 (1 1.43 (2) C(36)-C(39)-0O(41) 125.2 (11
1.37 (2 9;— 11 122.7 (9 1.35 (2) 0O(40)-C(39)-0(41) 124.0 (11
1.38 (1 1)-C(12 119.8 (8 1.37 (1) C(39)-0(40)-C(42) 115.7 (9
1.37 (2) 5 16 29 119 (1 1.19 (1) C(45)-0O(48)-C(50) 121.8 (10
1.37 (2) 7)-C(16)-C(29 122 (1 1.46 (2) O(48)-C(50)-0O(49) 121.4 (13
1.39 (1) 5)-0(18)-C(20) 116.9 (9 1.44 (2) O(48)-C(50)-C(51) 110.2 (10
1.39 (1) 8)-C(20)-0O(19) 124.5 (9 1.44 (2) 0O(49)-C(50)-C(51) 128.2 (12
1.45 (2) 8)-C(20)-C(21 110 (1 1.36 (1) C(54)-O(57)-C(58) 114.4 (11
1.36 (2 19)-C(20)-C(21 125 (1 1.15 (2) C(47)-C(59)-0O(60) 125.5 (11
1.18 (2 24)-C(27)-C(28 108 (2 1.51 (2
1.52 (1 24)-C(27)-C(28A 104 (2 1.33 (2
1.41 (2 16)-C(29)-C(30) 126 (1 1.39 (2
1.41 (2 1.23 (2

BISEW—-BHEE TN R=0.0495 Ry = 0.0556, w = (¢?(F) + 0.0029F2%)~1,

RLBEIHT AU BYNRTFARBEAIRSE. R4 RSGHT
oo
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Fig.1 The molecular structure and stomic la- BB R. C(1)---C(28) BE B 4
beling of compound 1 19.9A(H(1)A- - -H(28)A 21.7A). H % &

Bt A E PR E XK P E & B3t

W, HRES5ERFEEKNRKADSH
& : %3 1 -C(19)0(10)0(11) 7.0°; % 3R M -C(20)0(18)0(19) 1.7°. 4> F I =1 X3
FPEBRAHLEH, EMNOFPFEEREATHN N X3F 1 - X351 135.8°, X3
I - %30 863° X3 1 - X3 M 498°(F6). HABNTHTFTERGPHEEF
HERTRXLUERSEZEN —E4ABR, 2 FERGCPERHMRIAMEF
THR (B2). Y EBAEEOREIRNFTHAR, E4 M2 FOMBELEXE
5HSMHASTREZHRERY, MAS A HES FLN% 5 ENRIE,
C(29)---C(30)A 4.7TA(C(30)A % C(30) B F M st W& & | F, A X HHHRM 1-x, -y,

==

main chain
mesogen
o O
CH, 00000 0CH,
.-
, ' main chain
Mziam! Al ST RA B3 FRONENMARSFRANSTHR

Fig2 The molecular packing in the unit cell Fig.3 Speculative model showing a “mesogen-

of monomer | jacket” around a polymer main chain
EXR(1) P, rEREMTRULAY I WEBLAYERAEHAIMBERNH
BB FHAYNSFAR, NESHR LAY I RIXBATFRALEDN
— Mgk, ERGES>FRAEAS, RERSEAMNDIBREAZRELUREN S F
BIBEAH X HE ) (4.7 ~ 5.6A). B4k, A FHFMKBRAETH A ERE PO FTH
FINEHIF AN BERYPHRAEECHHFI A+ 0HLY. REL>FROIRE
BAHAANERAEERRTS2ARNTLTRARAMRE, AR REH S
FHEGREBRTHAY ]I BXAKHENELR.

32 k&M

HEYVIT W FHRNBEAP S FREBROIRASAEY ] T+ oMU (B4, B
5). 4% FH2 M R K B OF 1 % 21.2A(H(1)A-H(28)A 21.3A; H(31)A-H (58)A 21.2A).
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BRAZABAEPONKEN Pn, BXRLABREBROFOMKET S 4.
HA4ePF AR GRFLBINSFIRAER _ERBEXNHRAR, £_EN
M B FATR b B
AFFPHEXFREALELURE, HHELEERTAMERFE.
RFHTHEY ]I LAY B‘J%M:“Fﬁﬂ&'éﬁl

can C"" o "'l(p aan cae) can
cty W € i ca i
‘“) Iop—al

con cas) €8 can >, =0 ¢ 10‘92‘?} cm) o o0mn v

”Q}‘O(&‘m; Y ? C(ll) C(.)Q"‘Q C“) _({c(u)a(.) )C(lt) [{L)]

Y. 9 .

I N - cg\o o I__cue) m;;n) cam €19
comcam  oun om

) «®

B4 LA IM - IPRISFLEANBTRS
Fig.4 The molecular structures and atomic labeling of compound 1

BNV AVK ST Al BERTFEEEY
£ [F % % van der Waals £ M i B 4 -
WRE AN EERFIFH S E
KB, RBASYII N 16143 H ik
Y1 18243 iy %, KFEPAAYD
REPLTFHERLULEREE. EY
1 FERGPELBROER, Rt

THAFHPBIRTFHREIBRAKRLF
H6 MmO mNGTFRR \
Fig.5 The mol}eculm packing in the unit cell SEEEE KN XHBRT AR
of monomer I MEMNYBHERLELOZERNRBHX.

HEM I HBARAAHL01C, KXET
HWEY I K& A 193 °C. X FHE X
BE o FHINERLBLEMNTRAS
MRE.

N6 kAWM IMIMMIRTFEEEARM (°)
Table 6 Selected dihedral angles (deg.)

compound 1
’(3)-ring T 91.9 ring I-C(9)0(10)0(11) 7.0
ring Il-ring I 135.8 0(18?0(19)0(20)-ring 111 1.7
ring III-C|24%C(27)C(28) 59.1 ring I1I-C(24)C(27)C(28A) 63.6
86.3  ring II-C(16)C(29)C(30) 19.7

ring III-nn?

ring I-ring III 49.8
o | 11

3 4.0 5 ) 3.5
ring I-C(9)O(10 11 9.4 ring-IV-C(39 40041 11.7
rmg II-rm)I o) 84.9 r1ng V-nn( (40) ( 84.7
O( 8%0(1!50(20) ring III 11.2 0(48)0(49)C(50)- nng VI 13.9
ring III-C (24}0(27)0(28) 49  ring- I-C(54{,O(57 (58) 3.8
ring III-rin, 84.7 ring VI-rin 85.5
rmLII-C(lg)CQQ)O(od) 7.6 rlnLIV-C(47)C(59)O(60) 6.6

800 WULI HUAXUE XUEBAO (Acta Phys.-Chim.) 1998



$ 2 XK

Zhou Q F, L H M, Feng X D. Macromolecules, 1987, 20:233

ZhuXinlong,Yang Qingchuan, Zhou Qifeng, Chinese J. Polymer Science, 1992, 10: 187
Zhou Q F. Polymer Bulletin (China), 1991, 3:160

Zhou Q F, Zhu Z L, Wen Z Q. Macromolecules, 1989, 22:49

Sheldrick G M. (a)‘Computational Crystallography’ Sayre D ed., Oxford University: New
York, 1982, 506; (b)‘Crystallographic Computing 3: Data Collection, Structure Determina-
tion, Proteins, and Databases, Sheidrick G M, Kruger C and Goddard R, des., New York,
Oxford University: 1985, 175

6 Haase W, Paulus H, Muller H T. Mol. Cryst. Lig. Cryst., 1983, 97:131

Haase W, Paulus H. Mol. Cryst. Lig. Cryst., 1983, 100:111

8 Gehring S, Fan Z X, Haase W, Muller H, Gallardo H, Mol. Cryst. Lig. Cryst., 1989,
168:125

[SA BN VU S

-3

THE MOLECULAR AND CRYSTAL STRUCTURES AND
THERMAL PROPERZIES OF THE MESOGENIC
2,5-BIS(4-ETEY1L.BENZOYL ;OXYSTYRENE AND

2,5-BIS(4-METROXYEBENZOYL)OXYBENZALDEHYDE
Yang Qiagchvan® Dai Sheng Zhou Hongbing Zhou Qifeng Tang Youqi
(Department of Chemistry, Peking University, Beijing 100871, China)
ABSTRACT

The crystal and molecular structures of the mesogenic 2,5-bis-(4-ethylbenzoyl)oxystyrene (I)
and 2,5-bis(4-methoxybenzoyl)oxybenzaldehyde (II) have been determined by single crystal X-ray
diffraction methods. Both compound I and compound II are liquid crystalline.

Crystal data:

Compound I, C;H;-C¢Hy-COO-CgH3(CH:CH;)- OOC-CgHy-CoHs, triclinic, space group P1(No.
2), a=9.356(6), b=9.842(6), c=13.357(8)A, a=108.68(5)°, 3=105.67(5)°, y=96.36(5)°, Z=2;
Compound II, H3CO-CgH4-COO-CgH3(CHO)-O0C-CgH,4-OCHj3, monoclinic, space group Pn(No.
7), a=9.109(2), b=9.187(3), c=23.166(8)A, 3=93.93(2)°, Z=2.

In both crystals, the molecules take fully extended form with the long molecular axes of
22.7A for compound I and of 22.24 for‘compound II. The molecules of these two compounds are
not plate-like but rather rod-like. The middle phenyl rings of the molecules rotate from the other
two phenyl rings by 86.3° and 135.8 for compound I; and by 84.9° and 84.7° for compound II. All
molecules are arranged parallel along their long axes in the crystals.

-Compound I is a polymerizalbe monomer, it easily forms high molecular weight polymer upon
heating without any initiators at about 140 °C. Its high polymerizability might be explained by
the fact that the molecules are packed such that the lateral vinyl groups of neighbouring molecules
are closely correlated with a distance of only 4.7A and the energy-favorable parallel molecular
arrangement, which is similar to the arrangement of the mesogens in its polymer.

Keywords: Liquid crystal compound with laterally substituted mesogen, Crystal and
molecular structure
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