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1
, , Dowtherm A .

X-4 . . IR Nicolet FT-IR 50 X . KBr . 'H
NMR  JEOL-FX-90Q . IMS . MS VG ZAB-HS . UV uv
160 A , . Perkin Elmer 240 C
1.1 4(H)-

(0.5 moD), 65.07 ¢ (0. 5 mol), 069 ¢
(0.004 moD) 170 mL . 5h. .
. 15 min 230~240 C  Dowthem A . ;
30 min. . . . . . V( )Y
( )=91 . . , ,
1.2 3~  -40H)-
4(1H)- (0. 030 mal), 8 1g (0030 mol) KOH 6 4 g
(0. 115 mol) 50 mL . Ah. . pH 6,
6 mL , 2 h. , . pH
6, . . ,
2
2.1 4UH)-
4(1H)- (4a), . 63%. 0,,=228 ~230 C (
229~230 ‘¢,
6- -4(1H)- (4b), . 67%. Onp=280 C ( ).
C1oHsNOCL w/ % ( ):C 62.35(62. ), H 4.10(4 13), N 7. 1(7.24). FABMS

m/z. 194M ). IR vem | (KBr): 3350, 1637, 1602, 1553, 1520, 1468, 1 413, 1 398,
1349, 1293, 1236, 1 180, 1 145, 885, 835.'H NMR XDMSO-ds, 90 MHz): 11. 60 (1H, br, N—
H), 7.97(1H, s, C6—H), 7.60(2H, d, 3. 6Hz, C7-H, C8&H), 5 93(H, s, C3-H), 2 34(3H,
s CH3). UV Ay /nm, €(methamol): 231, 26 761; 239, 25 484; 326, 9 269; 338, 8 204.

6-  -4(1H)- (4¢), . 68%. 0,,—287~288 C (
). CyHuNO, w/ % ( ): C76. 60 (76.30), H6. 42 (6.36), N 8. 12

8 09). FABMS m/z: 174 (M +1). IR wem ' (KBr): 3 402, 1 637, 1 595, 1 546,
1489, 1356, 1307, 1250, 1201, 1145, 1039, 906, 835, 814.'H NMR & (DMSO-ds, 90
MHz): 11.38 (IH, br, N-H), 7.83 (IH, s, C6-H), 7.40 (2H, d, 0.6 Hz C7-H, C8&H),
5.85 (IH, s, C3-H), 2.31 (3H, s, CH3). UV Awa/mm, & (methanol): 213, 25 396; 236,
35 465; 320, 11 522; 332, 10 345.

8- -4(IH)- (4d), . 75%. Ow,= 248 ~250 C.
CiHuNOs w/ % ( ): G 76. 12 (76.30), H 6. 20 (636), N 8. 32
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(8.09). FABMS m/z: 174 M +1). IR wem ' (KBr): 3247, 1623, 1602, 1560, 1518,
1419, 1342, 1307, 1152, 1068, 1039, 990, 906, 842, 807, 751.'H NMR & (DMSO-ds,
90 MHz). 10.28 (1H, br, N-H), 7.97 (IH, d, 6.0 Hz C5-H), 7.48 (H, d, 4 2Hz C7-
H), 7.23 (AH, t. C6-H), 5 92 (IH, s, C3-H), 251 (3H, s, CH3), 240 (3H, s, CH3).
UV A/ nm, € (methanol); 231, 20 056; 316, 9 146; 329, 8 362.

2.2 3- -4 (H)-

3-  -4H)- 62), . 36%. O.,p,=278~280 C (

275 ~280 ‘(7).

3- -6~ -4(IH)- (6b), . 45%. 0On=>300 C
CioHsNO2CL, w/ % ( ): C 57. 42 (57.28), H 3. 79 (3.82), N 6. 88

(6.68). FABMS m/z. 210 (M ). IR van ' (KBr): 3 282, 1644, 1595 1553, 1482,
1454, 1370, 1264, 1194, 1180, 1103, 1075 955, 871, 821, 779, 751.'H NMR & (DM-
SO-des 90 MHz): 11.60 (1H, br, N-H), 8 ® (1H, s, C5H), 7.53 QH, d, 1.2 Hz C7-
H, C8H), 234 (3H, s, CH3). UV An/mm, € (methanol): 218, 26 292; 259, 31 907;
298, 2 427; 351, 8548.

6- -3  -4(1H)- (6¢). . 42%. 0n>300 C.
CuHiNO2, w/ % ( ): C 69. 44 (0.84), H 5. 75 (58), N 7. 50

(7.41). FABMS m/z: 190 M+ D. IR wem ' (KBr): 3296, 1644, 1595, 1553, 1496,
1461, 1370, 1271, 1208, 1173, 1096, 1039, 962, 878, 814, 786, 709.'HNMR & (DM-
SO-dgs 90 MHz): 11.38 (I1H, br, N-H), 7. 86 (1H, s, C5-H), 7.37 (2H. s, C7-H, C8-H),
2.45 (3H, s, CH3), 231 (3H, s, CH3). UV Apo/nm. € (methanol): 216, 18 824; 245,
28 407; 295, 2 117; 342, 8562.

8- -3  -4UH)- (6d), . 39%. Omp=249~250 C
(decompn). CyHiNO» w/ % ( ): C69. 38 (69.84), H5. 62 (5.8), N
7. 15 (7.4D). FABMS m/z: 190 (M +1). IR Wem ' (KBr): 3254, 1630, 1602, 1560,
1518 1461, 1419, 1307, 1264, 1089, 1039, 997, 842, 807, 758.'HNMR & (DMSO-ds;
90 MHz): 10.22 (1H, br, N-H), 802 (IH, d, 42 Hz, C5H), 7.41 (H, d. 4 2Hz C7T-
H), 7.20 (IH, my C6H), 25 (3H, s, CH3), 2.40 (3H, s CH3). UV Amax/mm, €
(methanol); 218, 30 278; 236, 38 159; 296, 2 892; 350, 4 848.
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Synthesis of 3-Hydroxy-4 (1H)-Quinolinones

XIAO Guiwu + BU Xian—zhang, MA Lin, QU Lian-quan

Abstract: Anilines react with ethyl acetoacetate to give 4(1H)-quinolinones which were oxidized to 4
(1H)-quinolinones-3-sulfates, followed by acid-catalyzed hydrolysis to produce the 3-hydroxy-4(1H)-

quinolinores.
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