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1 -Methyld H-benzo ¢ d indol2-ene( 3a) :
m. p.:80 ~81°C(lit. > 77 ~79 «C)."'H NMR
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(400 MHz CDCIl,;) 6:8.03(d J=7.0 Hz 1H) 8.01
(d J=8.0 Hz 1H) 7.72(t J=7.6 Hz 1H) 7.52
(d J=8.4 Hz 1H) 7.45(t J=7.2 Hz 1H) 6.98
(d J=7.0 Hz 1H) 4.38(s 3H).IR( KBr) u:
3021 2 957 2895 1 686 1 601 1 473 1 375
769 cm ™', Anal. caled for C,H,NO/%: C 78.67, H
4.95;N 7.65.found/%: C 78.77; H 5.02; N 7.58.

1-Benzyld H-benzo ¢ d indol2-one( 3b) :

m.p.: 112 ~113 C(lit. * 111 ~113 «C).'H
NMR( 400 MHz CDCl;) 6:8.10(d J=6.9 Hz
1H) 8.02(d J=8.0 Hz 1H) 7.76(t J=7.8 Hz
IH) 7.54(d J=8.4 Hz 1H) 7.46(t J=7.2 Hz
IH) 7.32 ~7.28(m 2H) 7.22 ~7.16( m 3H)
6.98(d J=6.9 Hz 1H) 4.40(s 2H).IR( KBr)
v:3 1152943 2892 1 685 1 600 1 555 1 468
772 em . Anal. caled for C, H,;NO/%: C 83.37; H
5.05; N 5.40. found/%: C 83.48; H 5.13; N 5.32.

1{ 4-Methylbenzyl) 4 Hbenzo ¢ d indol2-ene
(3c): m. p.: 110 ~ 111 °C (lit. * 108 ~
110 °C) . "H NMR( 400 MHz CDCl,) 6:8.06(d J=
6.9 Hz 1H) 8.01(d J=8.0 Hz 1H) 7.77(d J=
7.8 Hz 2H) 7.71(t J=7.6 Hz 1H) 7.52(d J=
8.4 Hz 1H) 7.43(t J=7.2 Hz 1H) 7.25(d J=
7.8 Hz 2H) 6.96(d J=6.9 Hz 1H) 4.38(s
2H) 2.39(s 3H).IR(KBr) »:3 045 2972 2 856
1688 1595 1550 1471 825 772 ¢cm ™. Anal. caled
for CoHNO/%: C 83.49; H 5.53; N 5.12.
found/%: C 83.58; H 5.62; N 5. 30.

1A 4-Chlorobenzyl) 4 H-benzo ¢ d indol2-ene
(3d): m. p.: 111 ~112 °C(lit. * 109 ~
111 °C) . "H NMR( 400 MHz CDCl,) 6:8.08(d J=
7.0 Hz 1H) 8.02(d J=8.0 Hz 1H) 7.78(d J=
8.4 Hz 2H) 7.73(t J=7.6 Hz 1H) 7.55(d J=
8.4 Hz 1H) 7.45(t J=7.2 Hz 1H) 7.39(d J=
8.4 Hz 2H) 7.02(d J=7.0 Hz 1H) 4.42(s
2H) .IR(KBr) »:3 062 2977 2 854 1690 1 599
1555 1473 834 775 cm ™. Anal. caled for C H,,CINO/ %
C 73.60; H 4.12; N 4.77. found/%: C 73.69; H
4.22;N 4.71.

1A 2-Chloroethyl ) 4 Hbenzo ¢ d
(3e): m. p.: 135 ~136 °C(lit. ¥ 136 «C);
'"H NMR(400 MHz CDCl;) &:8.06(d J=7.2 Hz
IH) 7.96(d J=8.0 Hz 1H) 7.72(t J=7.2 Hz
IH) 7.55(d J=8.4 Hz 1H) 7.50(t J=7.2 Hz
IH) 6.95(d J=7.0 Hz 1H) 4.28(t J=7.2 Hz
2H) 3.91(t J=7.2 Hz 2H) . IR( KBr) »:3 034
2978 2895 1 688 1595 1550 1472 771 em ™.
Anal. caled for C;H,,CINO/%: C 67.40; H 4.35; N

—_ o~~~

—_ o~ o~ —~

indol-2-one

6.05. found/%: C 67.45;H 4.52; N 6. 12.

1{ 2-Dimethylaminoethyl) 4 H-benzo ¢ d indol-
2-one( 3f) : m. p.: 134 ~ 135 C ( lit. *
134 ~135 °C) ;' H NMR (40 MHz CDCl,) &:8.05
(d J=7.8 Hz 1H) 8.00(d J=7.2 Hz 1H) 7.72
(t J=7.2 Hz 1H) 7.55(d J=8.4 Hz 1H) 7.50
(t J=7.2 Hz 1H) 7.02(d J=7.0 Hz 1H) 4.05
(t J=7.2 2H) 2.69(t J=8.0 2H) 2.35(s 6H).
IR(KBr) »:3020 2957 2890 1684 1605 1470
1378 770 ¢m™'. Anal. caled for CH, N,0/%: C
74.97; H 6.71; N 11.66. found/%: C 74.85; H
6.84; N 11.52.

1A 2-Dimethylaminopropyl) 4 H-benzo ¢ d in-
dol2-one( 3g) : m. p.: 123 ~ 124 C
(lit. * 122 ~123 °C);'H NMR(400 MHz CDCI,)
5:8.06(d J=8.0 Hz 1H) 8.03(d J=6.8 Hz
IH) 7.78(t J=7.2 Hz 1H) 7.60(d J=8.4 Hz
1H) 7.56(t J=7.2 Hz 1H) 7.30(d J=7.0 Hz
1H) 4.09(t J=6.9 Hz 2H) 3.03(s 2H) 2.64
(s 6H) 2.26(t J=6.9 Hz 2H). IR( KBr) w:
3122 3032 2950 2855 1690 1595 1550 1470
1 367 780 cm~'. Anal. caled for C,,H,4N,0/%: C
75.56; H 7.13; N 11.01. found/%: C 75.77; H
7.26; N 11.09.
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cd
2(1H) - (1) (2b) 3b
3b .
3b 1.
1 80 C. (7 min)
(100 ~200 W)
3b . 160 W
93% .
1 3b
Entry A% 1%"
1 100 78
2 120 84
3 140 90
4 160 93
5 180 90
6 200 83
a. 1 1.0 mmol (2b) 1.2 mmol

80 °C NaH 1.2 mmol DMF 10 mL; b.
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( 2b) 3b 3b 5. 5
2 2 3b
(7 min) 3b i 180 °C 3b
(1) ( 5 En-
1.0:1.2  3b tries 4 ~6)
2 3b ‘ 80 C.
Entry /mmol /%" 5 a
1 1.0 82 Entry /1 /min /%"
2 1.1 90 1 60 10 74
3 1.2 93 2 70 8 87
4 1.3 93 3 80 7 93
5 1.4 92 4 90 7 91
a. 1 1.0 mmol 160 W 80 °C 5 100 7 90
NaH 1.2 mmol DMF 10 mL; b. 6 120 7 87
a. 1 1.0 mmol 2b 1.2 mmol 160 W

N N- ( DMF)
3. 3 DMF 3b
93%( 3 Entry4)
DMF
3
Entry /min 1%"
1 9 80
2 10 78
3 85
4 DMF 7 93
a. 1 1.0 mmol 2b 1.2 mmol 160 W
80 °C NaH 1.2 mmol 10 mL; b.
K,CO;.NaH.NaOH
4. 4 (4 Entry 1)
3 . NaH
3b 93 %( 4 Entry 3)
2 . NaH 1.0 1.2
1.4 mmol 3b 8% 93%  92% (
4 Entries3 5 7). NaH
1.2 mmol .
4 .
Entry /mmol %"
1 - 60
2 K,CO, 1.2 80
3 NaH 1.2 93
4 NaOH 1.2 86
5 NaH 1.0 88
6 NaH 1.1 90
7 NaH 1.4 92
a. 1 1.0 mmol 2b 1.2 mmol 160 W
80 C DMF 10 mL 7 min; b.
NaH  DMF /

NaH 1.2 mmol DMF 10 mL; b.

160 W 80 C c d
2(1H) - (1) 1.0 mmol (2b) 1.2 mmol
DMF 10 mL NaH 1.2 mmol
7 min.
2.2 N- 4 8-
6
N- 4 8- 3a ~3i
6 6 ~8 min
. (2b)
(2b’)
(3b) (6 Entries 2 3).

6 N- 4 8- (3a~3g) !
Entry R-X(2) (3) /min /%"
1 CH,I(2a) 3a 6 90
2 C,H,CH,Br(2b) 3b 7 93
3 C4H CH,CI(2b") 3b 8 91
4 4-CH,C,H,CH,Br( 2¢) 3¢ 7 91
5 4-CIC,H,CH, Br( 2d) 3d 6 89
6 CICH,CH,CI( 2e) e 7 90
7 (CH;) ,N( CH,) ,CI( 2f) 3f 8 88
8 ( CH;),N(CH,),Cl(2g) 3g 8 87

a. 1 1.0 mmol 2b 1.2 mmol 160 W
80 °C NaH 1.2 mmol DMF 8 mL; b.
3122 ~3020 cm ™! C—H
1690 ~1 680 cm ™'
.1 600 ~1 500 ¢cm ™' C=C
(3a~3g)

6.95 ~8.10.
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The Research on Microwave-Assisted Synthesis of
N-Alkyld HBenzo ¢ d Indol2-Ones

ZHANG Xiaodan' WANG Qiu-ying > Lii Yingying' GAO ZhaoHfen' ZHENG Da-gui'

(1. Key Laboratory of Applied Organic Chemistry of Higher Institutions in Jiangxi Province Shangrao Normal University Shangrao

Jiangxi 334001 China; 2. College of Chemistry and Chemical Engineering Jiangxi Normal University Nanchang Jiangxi 330022 China)

Abstract: A series of N-alkyld H-benzo ¢ d indol2-ones were synthesized by N-alkylation reactions of 1H-benzo

¢ d indol2-one and halogenated compounds in N N-dimethylformamide in the presence of sodium hydride under

microwave irradiation. The reactions were completed with 87% ~95% yields in 6 ~8 min and this procedure has

the advantages such as high yields short reaction time and easy work-up. The target compounds were confirmed by

their

'"H NMR IR and elemental analysis.

Key words: N-substotutedd H-benzo ¢ d indol2-one; halogenated compound; N-alkylation; microwave irradiation;

synthesis



