B 2005, 35 (2): 127~136

127

*
Br =«
*kk
( , 710062)
, 2,3 ©3,8  -2-
-7- (1) 3,6- -2- -7- 2,1 2
IR, 'H NMR X , ) X
.12 ) P2/n  P2i/c. 1 2

.1, a=1.3569(3), b = 0.6706(2) , ¢ = 2.0704(4) nm, A= 97.50(2)°, V' = 1.8678(6) nm’, Z =4, Dc =
1.672 Mg/m®, R = 0.0455, wR = 0.0779, F(000) = 936; 2, a =1.3854(17) , b = 1.1215(14) , ¢ =
1.3038(17) nm, A= 103.71(2)°, ¥ = 1.968(4) nm’, Z = 4, Dc = 1.587 Mg/m’, R = 0.0306, wR = 0.0619,
F(000) = 936. 1 2 Br =

>

.12 3 ,
8]
, DNAX!
i 241 I Br n
, Hassel Stromme -40~-50
B8 DNA Br = (DU (7-
o 2'-OH , Ipriflavone) 3, 8-
2004-09-06 ,2004-12-31

*

(2002K11-G8(5))
** E-mail: zhangzt@snnu.edu.cn
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-2- -7- (1) 3,6- -2- 1
-7- 2
) 11
Br =
Nicolet 170SX FT-IR
)3 (KBr ); '"H NMR  Bruker AM-300
4 2 , TMS ; Bruker Smart-
3 Salakka Pd/C 1000 CCD Siemens P4 X
2 Adam ’ X4 (
Jacobsen’s Mn( )salen , )- (
2,3 3l 2.3 98%),
: 1.2 1 2
14,15
» Otvos 8 1.0g 100 mL , 5mL
— 8- -7- [16]
’ : 30 min, : 200 mL
2,3
1 2 ’ ’ ’
’ R lﬁ NMR x IR(KBr)v: 3345, 2978,

>

2836, 1686, 1591, 1476 1428, 1368, 1270, 1139, 1048,

803, 691, 597 cm™'. 'H NMR 2(a), 2(a),

C ) 1, 2, 1.
1:mp: 156~158 . 2(b) 1 'H NMR
, 2(a) . 'HNMR (DMSO-d,,

300 MHz)&: 7.92(1H, d, J= 9.0, H-C5), 7.63(2H, d, J =
6.0 Hz, H-C3', H-C5'), 7.38(2H, d, J = 6.0 Hz, H-C2',
H-C6"), 7.38 (1H, S, H-C4"), 7.04 (1H, d, J = 9.0 Hz,
H-C6), 6.07 (1H, S, H-C2), 4.88 (1H, m, H-C1"), 3.42
(3H, S, CH;0), 1.35 (6H, d, J = 6.0 Hz, H-C2", H-C3").

2: m.p: 154~156 2(c) 2 '"H NMR

, 2(a) . 'H NMR(DMSO-d,,
300 MHz): 8.02(1H, S, H-C5), 7.63(2H, d, J = 6.3 Hz,
H-C3', H-C5"), 7.42(2H, d, J = 5.3 Hz, H-C2’, H-C6'),

OCH,
Br/\‘;(\\L.
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(b)

(a)

2

C

slgiglel R % 2 2
—leifen |l — = < en ©
10 8 6 4 2 0
2 (a) '"H NMR ,1(b)  2(c) 'THNMR ( @ )
7.41(1H, S, H-C4"), 6.97(1H, S, H-C8), 5.94(1H, S, . 1.51°<0<25.03° ,298(2) K
H-C2), 4.89(1H, m, H-C1"), 3.38(3H, S, CH;0), 3490 ,2034 [ = 20(])
1.35(6H, d, J= 6.0 Hz, H-C2", H-C3").
1.3 1 2 226 )
1. Siemens P4 R =0.0306, wR =0.0619. 1 2
: MoK (A= 0.071073 nm) L2
, ., 1.00°<0<25.25° 23,
clF U8
,298(2) K 3368 ,1768 I :
=20(]) 2
230 LP
21 1 2
1 2 IR , 1686
cm_l,
. R (1634 cm™) 52 cm™, 2,3
= 0.0455, wR = 0.0779. SHELXTL 97 . 598 cm™ C-Br o1
a7, 2,  Bruker 2 'H NMR , 6 ppm (5.94
Smart-1000 CCD , 6.07 ppm) C,-H(8.5 ppm)
MoKa  (4=0.071073 nm) ) 2,3 19,
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1 2
1 2
C19H;304Br; C19H;304Br;
/ / /
470.13 470.13
/mm><mm><mm 0.60x0.36 x 0.20 0.45%x0.35 x 0.17
/K 298(2) 298(2)
N ,P2y/n , P2i/c
a/nm 1.3569(3) 1.3854(17)
b/nm 0.6706(1) 1.1215(14)
¢/nm 2.0704(4) 1.3038(17)
BIC) 97.50(2) 103.71(2)
/am® 1.968(4) 1.8678(6)
zZ 4 4
( (g/em®) 1.672 1.587
/mm-~ 4.360 4. 138
Siemens P4 Bruker Smart-1000 CCD
w- o @
a(°) 1.00 to 25.25 1.51 to 25.03
h 0=h=16 -l6=h=15
k 0=/k=38 -13=k=13
1 -24=|<24 -11=/=15
/ 4025/3368[R;,: = 0.0269] 10132/3490[R;,, = 0.0511]
R[I>20(D)] R; =0.0455 R; =0.0306
®R,=0.0779 R, =10.0779 R, =0.0619
/e nm™ 496, —586 272, -380
2 1 2 (nm)
1 2 1 2
Br(1)—C(2) 0.1974(5) 0.1992(4) C(4)—C(©9) 0.1398(6) 0.1400(5)
0(1)—C(9) 0.1366(5) 0.1364(4) C(4)—C(5) 0.1385(6) 0.1402(5)
o(1)—C(1) 0.1434(5) 0.1424(4) C(5)—C(6) 0.1378(6) 0.1374(5)
0(2)—C(3) 0.1223(5) 0.1220(4) C(6)—C(7) 0.1398(6) 0.1411(5)
0(3)—C(1) 0.1388(5) 0.1399(4) C(7)—C(8) 0.1388(6) 0.1394(5)
0(3)—C(16) 0.1418(5) 0.1422(5) C(8)—C(9) 0.1376(6) 0.1390(5)
0(4)—C(7) 0.1340(5) 0.1347(4) C(10)—C(11) 0.1390(7) 0.1376(6)
0(4)—C(17) 0.1448(5) 0.1465(4) C(10)—C(15) 0.1371(6) 0.1379(6)
C(1)—C(2) 0.1520(6) 0.1536(5) C(11)—C(12) 0.1386(8) 0.1382(6)
C(2)—C(10) 0.1516(6) 0.1513(5) C(12)—C(13) 0.1349(8) 0.1353(8)
C(2)—C(3) 0.1537(7) 0.1536(5) C(13)—C(14) 0.1389(8) 0.1370(9)
C(3)—C(4) 0.1464(7) 0.1462(5) C(14)—C(15) 0.1404(7) 0.1398(7)
Br(2)—C(6) 0.1898(4) C(17)—C(18) 0.1483(7) 0.1517(6)
Br(2)—C(8) 0.1894(4) C(17)—C(19) 0.1508(7) 0.1507(5)
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31 2 ©)
1 2 1 2
O(1)—C(1)—0(3) 110.3(4) 110.8(3) C(3)—C(H—C(5) 120.6(4) 121.2(3)
O(1)—C(1)—C23) 113.1(4) 112.9(3) C(3)—C(H—C(9) 120.9(5) 121.5(3)
O(1)—C(9)—C(8) 117.8(4) 116.2(3) C(5)—C(6)—C(7) 119.8(5) 120.9(3)
0(1)—C(9)—C(4) 122.0(4) 122.0(3) C(4)—C(5)—C(6) 121.6(4) 121.5(3)
0(2)—C(3)—C(2) 121.0(5) 121.1(3) C(4)—C(9)—C(8) 120.2(4) 121.3(3)
0(2)—C(3)—C(4) 123.0(5) 123.6(3) C(5)—C(4)—C(9) 118.4(4) 117.2(3)
0(3)—C(1)—C(2) 106.6(3) 105.1(3) C(6)—C(7)—C(8) 118.6(5) 118.1(3)
O(4)—C(7)—C(6) 125.2(5) 117.0(3) C(7)—C(6)—Br(2) 119.1(4) 120.1(3)
O(4H)—C(7)—C(8) 116.2(4) 124.9(3) C(7)—0(4)—C(17) 120.5(4) 119.7(3)
O(4)—C(17)—C(18) 110.5(4) 109.2(3) C(7)—C(8)—C(9) 121.3(4) 120.4(3)
O(4)—C(17)—C(19) 105.2(4) 106.6(3) C(10)—C(2)—Br(1) 111.4(3) 111.0(3)
C(1)—C(2)—Br(1) 106.5(3) 105.9(2) C(10)—C(11)—C(12) 119.7(6) 120.3(5)
C(1)—O0(1)—C(9) 115.1(3) 114.8(3) C(10)—C(15)—C(14) 120.5(6) 120.7(5)
C(1)—0(3)—C(16) 113.7(4) 113.7(3) C(11)—C(10)—C(15) 119.3(5) 118.3(4)
C(1)—C(2)—C(3) 109.3(4) 110.2(3) C(11)—C(12)—C(13) 121.5(6) 121.6(6)
C(1)—C(2)—C(10) 111.8(4) 110.3(3) C(12)—C(13)—C(14) 119.8(6) 119.2(6)
C(2)—C(3)—C(4) 115.9(4) 115.3(3) C(13)—C(14)—C(15) 119.2(6) 119.9(6)
C(2)—C(10)—C(11) 121.7(5) 120.5(4) C(18)—C(17)—C(19) 112.2(5) 114.2(4)
C(2)—C(10)—C(15) 118.9(5) 120.9(4) C(5)—C(6)—Br(2) 118.9(3)
C(3)—C(2)—Br(1) 101.2(3) 101.4(2) C(9)—C(8)—Br(2) 119.6(4)
C(3)—C(2)—C(10) 115.8(4) 117.2(3)
C8-Br2  Brl-C2 Cc6 C8
22 1 2
C2 .12 ,
221 P21/l'1 P21/C, 5
! 222 Br =
2 , , A (C4-C9) B
(C10-C15), ., C (Ol/Cl- 201 Hassel
C4C9). 1 2 C ’ Stromme —40~-50 B,
01/C2-C4/C9 , 12 Ce
0.0022 0.0008 1 Br = ( 4),Brl A
nm, 12 A ; (C4-C9) 0.3487~0.3768 nm
2.8° 2.1°,Cl , C2/C1/01 ., Bri* A CgF 0.3338 nm|[
01/C2-C4/C9 *(x, 14y, 2), CgF A , (0.43153,
47.0° 47.6°.1 2 CI 0.56713, 0.20202)], Hassel Stromme
C2 Cl-C2 , 03-C1-C2-Brl Br =« 0.336 nm , C2*-Brl*-CgF
175.52°  177.45°, 1 2 Cl1 173.8°, Cs
C2 .1 C8Br2 2 Brl A “o
C6-Br2 0.1894 0.1898 nm; 1 2 Br = ,2 Brl B C5
C2-Brl 0.1974 0.1992 nm. C6-Br2 0.3401 nm,
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3 1(a)

(0.355 nm)2, 2 Br ©

( 3.
2.2.3

(4. . CI1-HI1 Brl
C3-02 HS5 , 0.2636
Cl4-H14 0O2# C6$-H6$S O24]
: $(0.5+x, 1.5-y, 0.5+2); #(1-x, 1-y, 1-2)],
0.2544 0.2482 nm, 165.4°
175.4°, 02
, 1
0.3311 nm[

, HI9& CgD
: & (0.5-x, —0.5+, 0.5-z), CgD

0.2563 nm.

2(b)

B , (0.3920, 0.86505, 0.52597)],
C19&-H19B&-CgD = 161.87°.
2 (
6). :CI5-H15 Brl CII-HIl 02
, 0.2473  0.2789 nm,
111.53°  106.95°. : C1-Hl Br2#,
0.2976 nm, 156.06°[ : H(—x,
0.5+y, 0.5-2)]; C16-HI6A 0O4*, 0.2558 nm,
177.7° D *(—x, -y, —2)]; C8-H8 024,
0.2498 nm, 168.4°. Cl16
, HI6B  HI6C A Cl6-

H16B CgA Cl6-H16C CgA
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4 1 Br =w

5 2 Br mwBr O
: ¥ (=x, 0.5+y, 0.5-2); # (x, 0.5-y, 0.5+z2)
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6 2
¥ (=x, 1=y, —2); # (=x, 0.5+, 0.5-2)
0.3143  0.3210 nm, 113.3°  108.6° 0.5+, 0.5-z2), # (x, 0.5—y, 0.5+2)].
[CgA A , (0.05574, 0.78054, 0.36864)]. 2.3 2,3
2 (A B ),A 7
, 1 . B , A 7 6, 8
, CgA  CgC ) , 6 8
0.3721 nm[CgA CgC B , CgA 2,3
(0.60800, 0.13495, 0.47403), CgC (1-x, ( 2). , 2,3
-, 1-2)], 0.3519 nm, ; , 3
(0.35~0.38 3 ,
nm'22), 0.0841 nm, 2 , =2 , B
, 2,3
( 4. 2 Br O , ,
0.3331 nm, 0.355 nm 2,3 )
0.0221 nm. 02 Br2 ,
12 2l , 3 4
5), C3#-02#-Br2*  147.8°[ D * (=x, , 2,3
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