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Fi. 1  Synthetic mute of com pounds
( . 2 3 CHs;CH, - CH,
) . 3.52~3.92
1 2  =CH 7.7%
. 3 =CH NH .
6 e . §8.35 12.12 J=12.0
Hz 3 4 5 6H
7809 NMR 59.67. 8.94 9.28 .
e 0 C,-H . C, -H
9 OC:H: 5 CH=CH
- o o NO 7.57 8.37 , J=15.6Hz
POCH: e, O R 1774 ~1 600 an ,
CH: 0 s 0 CH: '
HC - N/_}/NWCH\ =0.C=C (=N,
O~ "OC:H: C.HO O
9 1.3 2
2 0.20 mm X
1.2 0. 18 mm X 0. 17 mm Rigaku RAX S IV X
+ MS. ., MoK (X= 0.071 073
R. 'HNMR . 2 3 m ), (29342) K , 20
2 3 HNMR C: 1. 71 6<23.99° 3792
-H . 6.10 . G , 2373 . [ Rint=0.100 0],
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. HELX TI- 119.0 (3), 127.9 (3): 112.7 (3),
97. : CaoH27NO» 132.7 (3)°,
329.43 . . P2, A k1 3F ART LARA M HHL
,a=1.3385(3) nmm, »=0.868 38(17) m, c= Tab.1 A wmic coordinates and hem al paraneiers
1.668 4(3) mm. B=108 59(3). V=1.838 0(6) X0 y 10wz A0~ m U eq) fm’
m’ Z=4D,=1 190 Mg M’ £=Q 079 mm ", F N(1) 7736(2)  7139(3)  4069(2) 52(1)
(000) =712 R=0Q 069 2 wR=Q 138 7. o(1) 9021(2)  7730(3)  1898(2) 56( 1)
2 1 0(2) 10374(2)  5024(4)  3958(2) 83(1)
2 . 0(2) —C(7) 0(3)  752902)  6396(3)  1919(2) 52(1)
_ C(1)  9792(3)  6688(4)  1891(2) 45(1)
0.123 9(4) mn =0 5 03 - C(2)  10138(3)  6695(4)  1190(2)  60( 1)
(0] (0.1400(4) nrm) O1-C9(0.1434(4) C(3)  10970(3)  5751(4) 1185( 2) 59( 1)
m) 03-C19(0.144 5(4) mm) o C(4) 11474(3)  4789(4)  1856(2) 47(1)
, CI0-N1-C1L C1I0-N1-C15 C(5) 11098(3) 4800(4)  2538(2) 48(1)
C(15) =N(1) =C(11) N1-C10-C8 C(6) 10256(3) 5728(4)  2564(2) 43(1)
C(7  9883(3) 5747(4)  3312(2) 51(1)
C(8  8921(3)  6590(4)  3218(2) 44(1)
C(9)  8352(3)  7346(4)  2391(2) 46( 1)
C(10)  8596(3)  6599(4)  3927(2) 50( 1)
C(11)  7644(3)  6996(5  4919(2) 69( 1)
C(12)  672204)  5947(5  4888(3) 85(2)
C(13) 5710(4)  6491(5  4239(3) 75( 1)
C(14) 5860(3)  6718(4)  3386(2) 63( 1)
C(15  6778(3)  7751(4)  3452(2) 58( 1)
C(16) 12439(3)  3854(4)  1867(2) 52(1)
C(17)  12266(4)  2941(5) 1054( 3) 89( 2)
C(18) 13400(3) 4871(5  2043(3) 91(2)
2 2 C(19)  68283)  7151(5)  1181(3)  76(1)
Fig 2 Ciystal stucture of compound 2 c(20) 5902( 4) 6172( 6) 798( 4) 138( 3)
k2 oK At A
Tab. 2 Selcted bond lengths and bond angles
N(1) -C(10) 0.1333(5)|| C(4) -C(5) 0 1383(5)[[C(10) =N(1) —=C(15) 127.93) || O(2) -C(7) -C(6) 119.9(3)
N(1) =C(15) 0. 1464( 4)||C(4) -=C(16) 0 1521(5){|C(10) =N(1) =C(11) 119.0(3) || C(8) =C(7) -C(6) 116.1(3)
N(1) =C(11) 0. 1466( 4)|| C(5) =C(6) 0 1398(5){|C(15) =N(1) =C(11) 112.7(3) || C(10) =C(8) -C(7) 114.9(3)
0(1) =C(1) 0.1376(4)|| C(6) =C(7) 0 1485(5)|| C(1) =0(1) =C(9) 117.3(2) || C(10) -C(8) -C(9) 125.4(3)
0(1) =C(9) 0.1434(4)|| C(7 -C(8) 0 1446(5)|| C(9) —=0(3) =C(19) 113. 1(3) || C(7) =C(8) -C(9) 119.7(3)
0(2) =C(7) 0.1239(4)||C(8) =C(10) 0 1384(5)|| O(1) =C(1) =C(6) 122.43) || 0(3) =C(9 -0(1) 109.7(3)
0(3) =C(9) 0 1400(4)|| C(8) -C(9) 0 1499 5)|| O( 1) -C(1) -C(2) 117.23) || O(3) -C(9 -C(8) 109.7(3)
0(3) =C(19) 0 1445(4)|[C(11) =C(12) 0 1522(6)|| C(6) -C(1) =C(2) 120.3(3)|| O(1) -C(9) -C(8) 113.8(3)
C(1) =C(2) 0 1389(5)|c(12) =C(13) 0 1515(6)|| C(3) =C(2) =C(1) 119.23) [[N(1) =C(10) -C(8) 132.7(3)
C(1) =C(6) 0 1377(5)||C(13) =C(14) 0 1512(5)|| C(2) =C(3) =C(4) 122.4(4) [[N(1) =C(11) =C(12) 109.6( 4)
C(2) -C(3) 0 1385(5)|[C(14) -C(15) 0 1497(5)|| C(5) -C(4) -C(3) 116.7(3)|C(13) -C(12) -C(11) 111.6(3)
C(3) -C(4) 0 1387(5)||c(19 -C(20) 0 1470(5)|| C(5) - C(4) -C(16) 121.6(3) [C(14) -C(13) -C(12) 110.9( 3)
C(3) =C(4) =C(16) 121.6(3)|C(15) =C(14) -C(13) 111.2(3)
C(4) -C(5) =C(6) 122.5(3) |[[N(1) =C(15) =C(14) 110.4(3)
C(1) -C(6) —C(5 118.8(3)||C(18) -C(16) —C(4) 110.9(3)
C(1) -C(6) -C(7) 119.6(3) |C(18) =C(16) —C(17) 110.8( 4)
C(5 -C(6) =C(7 121.53) |[C(4 -C(16) =C(17) 112.3(3)
0(2) -C(7) =C(8) 123.93) |[0(3) =C(19) -C(20) 109.7(4)




52 ) 46
, 3 . , ,
2 73%. 0., 224~225C; '"H NMR (DMSO-d /M S)
2.1 1.26(d J=9.0Hs 6H)2.29(s 3H ), 3.05 ~3.11
W RS 1A ( )s (m 1H), 3.19(s 3H), 7.36 ~7.40(m, 3H), 7.54
Pekin Eer 240 ; N icolet NEXUS (¢J=7.8Hz H ), 7.66(d J=8.4Hz H ), 7.76
470 FT R ; VARAN UNITY NOVI500  (dd J=8.4 1.8 Hz HH), 7.96(d J=1.8Hz 1H)
; AV-600 ;  APT4000 8.91(s IH), 9.67(s H); R(KB1) v/m : 1673
; VG ZAB-HS 1652 1614 1562 14772 1306 1213 1 182 MS
6 -3 3 (m £) V4. 402.6([M +H] ', 100).
[9 13] ’ (W %9 , CuaHx N;50;5 ): C
AR 71.65(71.80), H 6.02(5.77), N 10.21(10. 47).
2.2 2.2.4 b 564 A% 25 mL
2.2.1 itk 269 &% 25 mL 12mmol 3 2 mmol 15
12 mmol 3 2 mmo,l ml, 3, 5h
20 ml, 8 3h , , ,
, . , . . EOH . , 58%,
. . 4605, Ou: 88 °C 0 . 90~92 G, 'H NMR(DMSO-ds /IMS) & 1.25(d

( ); 'H NMR (CDCL /IMS) & 1.19(1J=
7.2Hz 3H ) 1.24(d J=6.8 Hz 6H ), 1.71(s
6H), 2.88 ~2.93(m H), 3.44 ~3.62(m, 5H).
3.89(m, 1H), 6.11(s 1H), 6.87(d J=8.4 Hs
M), 7.27(dd J=8.4 2.4 Hz H), 7.77(s 1H),
7.83(d J=2.4Hz IH); R(KBr)v/m ;1 644
1609 1591, 1549 1 313 ESIMS (m £) V.
330.206 8([M-+H] ', 90). (w M

. CoH»NO3): C 73.08(72.92),
H 8.35(8.26), N 4.08(4.25).

2.2.2 b 369 AR 25 mL
1 2mmol 2 -3 2mmol
10 mg 10mL 30~35C
1h . , EOH

, . 529 0, 152 C( ); 'H
NM R(DMSO-ds /IMS) 8 1.08(4+J=7.2 Hz 3H),
1.22(d J=6.8Hz 6H), 2.91 ~2.94(m, H ), 3.67
~3.75(m, 2H ), 6.08(s 1H), 6.98~7.01(m, 2H ),
7.25(d J=7.8Hz H), 7.43(dd J=8.2 1.5 Hz
H) 7.70(s H), 7.82(d J=4.3Hz H ). 8.35
(dJ=12.0Hz 1H), 10.81(s 1H) 12.12(d J=
12.0Hz IH); R(KBr)v/m ;3060 1 639 1 614
1533 1454 1378 1267 1 195 MS (m £) Is:
254.4([M+H] ', 90). (w P

» CooH2N,04): C 67.59(67.78), H
6.33(6.26), N 7.81(7.90).

2.2.3 fLhd 489 &k 25mL
12 mmod 4 2 mmod
10 mg 10 m1, 1 h

J=6.8Hz 6H) 3.05~3.10(m, H ) 7.44(1J=
7.5Hz H), 7.50(d J=7.6Hz 1H), 7.57(d J=
15.6 Hz H), 7.66(d J=8.4Hz 1H), 7.74 ~7.78
(m 2H), 7.96(d J=7.5Hz IH), 7.98(s H ),
8.37(d J=15.6 Hz 1H), 8.67(s 1H), 8.94( s
H); R(KBr)v/an ;1720 1 647 1 608 1 564
1479 1274 1 176 MS (m £) V6. 387.4([M +
H] . 100). (w Vs
s CoyHi50s ): C 74.72(74.60), H 4.65(4.70).

2.2.5 b 689 Sk 25 mL
1 2 mmol 2.4 mmol 3
mm o] 10ml, 2 b
s ) EOH ,
. 62%, 0.. 183 ~184 C; '"H NMR

(CDCK /IMS) 91.10(d J=6.8 Hz 6H), 2.17 (s
3H), 2.79 ~2.87(m, 1H), 7.04(s [H), 7.22(d J
=8.8Hz IH), 7.37(dd J=8.4 2.4 Hz 1H), 7.90
(d J=2.4Hz 1H), 9.28(s 1H); R(KB1)v/m
1774 1653 1608 1558 148L 1306 1261 1 184
FABMS (m £) V4. 298([M +H] ', 100).

(W %9 » Ci7H5sNOy ): C

68.92(68.68), H 5.17(5.09), N4.66(4.71).
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Synthesis of B is heterocyclic Derivatives of 6- Isopropyl 3- form ylch rom one

SUN Y'rfmg1  PAN Wer- bng2 ’, ZHANGDongdll, LU J ing- mngl, SONG Hua amn’
(1 Deparment of Chemistry Taishan University Taian 271021 China
2 ChnaN ational Analytic Cen e1{ Guangzhou ), Guangzhou 51007Q Chia
3 School of Chem istry and Chemical Engineering Sun Y at sen University Guangzhou 510275 Chna)

Abstract Five nev bis heewcyclic derivatives of 6 Isopropyl3 fomyl chranone were synthesized via he wrac
tions of 3 fomylchmone (1) with anines 3 acetylcoumarn and N-acetylglycine in 46)5 ~73% yields The
structures of the title canpounds were characterized by ebmental analysis R, 'H NMR and MS methods The
ciystal stmcture of 2 ( 2 ethoxy 6 isop opyt 3- (mowpholinanehylene) chranan 4 one) was deem ned by X- ray
diffracton analysis The result shows the crystal of 2 belongs to the monoclinic system, space goup P2, f cell
paraneters a=1.338 5(3) mm, b=0.868 38(17) m ¢=1.668 4(3) mm, B =108 59(3). V=1.8380(6)
m’, Z=4 D,=1 190Mg > #=0 079 mm ', F(000) =712 R =0 069 2 wR =0 1387

Key words chranong coumarin bis heterocyclic synthesis ciystal structure



