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Abstract Microwave irradiation coupled with phase transfer catalysis was applied in the N —alkyla-
tion reaction of seven bromo—compounds (bromoethane to octyl bromide) with 9, 10~lihydroan-
thracene=9 and 10-endo, 3 succinimide. The reaction can complete in one to three minutes. The
production rate is up to 88% to 980 , and operation is simple.
Key words microwave irradiation, phase transfer catalysis, 9, 10-dihydroanthracene-9, 10-endoe ,
B-sucdnimide, alkylation

N CHs I(CHz)SCHs
i, 2% CICH2COOEt  2b B CHCOOEt  2¢ Br— CHCOOEt
24 n-Cs Hi7 1. 26 n— Cio FoiBr 2fn-Ci2 HosBr
. ’ 2 PhCHCI
9, 10- 9, 10- «,B- 1
N- , , 11
s , : T HF, ; .
0 , n= G H7Cl, n— Co Hr Brn— Ci2 Fbs Br
O‘O NHAR—X 3] : v AT o
§ PTC,MWI [4] 9, 10- 9, 10- «,
1 5 B- [5] - Nicolet SDX-B
. JEO L-FT90Q :
Galanz WP 800BS , 800
W,
R 1.2
1g (3. 6mmol) 9, 10- 9, 10- «,B-
. 0.1g (0.3 mmol)
20010116, 20010344 ( TBAB), 2g (14. 4 mmol) , 5ml THF
, 541004(Dept. of Material Eng.
Guilin Institute of Tech. , Guilin, Guangxi, 541004, China) ’ ’ 4. 32 mmol (

)’ ]
oA 20014F SH % 8EE 2 103



1 9 10- 9, 10- -«

. B~

N-

? ’ ( Table 1 N-Alkyl ation of 9, 10-dihydroanthracene-g, 10-en-
GPss, 200 : , : ) do<« , B-succinamide
’ 880~ 98 , 1 2 Radiation Power Melting Yield Rate of
Product time point production
(min) (W) <) (g) (%)
21 3a 1 240 187 189 122 94
) 3b 240 162~ 163 1. 32 98
3¢ 1.5 240 120~ 121 1. 43 95
PEG—400( ) PEG-600 3d 3 480 129~ 130 1. 28 92
3e 3 480 129~ 130 L 32 88
( TEBAC) 3 3 480 123 124 145 91
( HDTM AB) ( TBAB) 3¢ 3 480 229~ 230 1 24 94
3c, 62 2 3
T T%%. 8@ 9%%. TBAB Table2 Data for production 3
IR Element
‘ Product (em-1) 'H NMR(8,CDCL) atnalysw( Cale. , % )
K2 COs KF/AL 08 C H N
3a 3043,1771, 7.10- 7.43(m, 8H, Ar H) 73. 31 5. 18 3.94
N 1743,1700, 4. 79(t,2H, 9, 10-H), 4. 08(q, (73.12) (5.30) (3.88)
K CO 1581,1257, 2H, OCH)3.71(s,2H, NCH),
’ 3 ’ 1173,1025, 3.32(1,2H), 1. 18(t,3H, CH)
K2 COs . 772,758
3b 3071,1778, 7.08 7.43(m, 8H, ArH), 73. 70 5. 48 3. 84
22 1743,1707, 4. 78(t,2H, 9, 10-H), 4. 32(q, (73.58) (5.64) (3.73)
1581,1250, 1H, NCH),4.10(q,2H,OCH),
1117,1025, 3.23(t. 2H) . 1. 17(+,3H. OCHs) -
s ( 765 0. 69(d, 3H, N-C-CHs)
5 3¢  3071,1778, 7.06- 7.44(m, 8H, Ar H) 74. 98 6. 38 3.45
ml THF, 1735,1707, 4. 78(1,2H, 9, 10-H), 4. 33(q. (74.80) (6.52) (3.35)
) 1581,1250, 1H, NCH) .4 08(q,2H,OCIR).
1187,1018 3.24(t, 2H),0. 90~ 1. 30(m,
10%. 758 9H, { CH)3—, -O-C-CHs) ,
0.71(1, 3H, { CH)3CHs)
3d 3071,3043, 7.06- 7.44(m., 8H, Ar H) 80. 75 7. 36 3. 74
1771,1693, 4. 80(t,2H, 9, 10-H), 3. 17(t, (80.59) (7.54) (3.61)
1138,765 2H) - 3. 08(t.2H.NCHe) »
[6] 7 1.6 O 6(m,15H, { CHa)s—CHs)
> ) 9 10- 3e 3071,3043, 7.06- 7.44(m, 8H, Ar H) 80. 98 7. 89 3. 51
’ 1771,1693, 4. 80(t,2H, 9, 10-H), 3. 17(t, (80.93) (8.00) (3.37)
-9, 10- «,B- 1138,772 21 ,3. 08(1,2H. NCIR) »
1.6 Q 6(m,19H, (CHy)s—CHy)
( PTC TBAB) 3f 3071,3043, 7.06- 7.44(m, 8H, Ar H) 81. 05 8. 19 3.27
2h~ 4h, N- 1771,1693, 4.80(t,2H, 9, 10-H), 3. 17(t, (81.22) (8.41) (3.16)
1138,772 2H),3.08(t,2H,NCH) ,
56. 8%~ 80. 6% . 1.6~ Q 6(m,23H,~(CH,)0—CHj)
3g 3064,3036, 6.93 7.43(s,13H, Ar—H) 82. 36 5. 16 3. 99
MWI  PTC ’ 1771,1700, 4. 76(s,2H.9, 10-H) (82.17) (5.24) (3.83)
(1 mir 3 min) 9, 10- 1180,758  4.26(s,2H, N-Clh)
9. 10- <. B- 3.21(1,2H,)
, . (88 9%% ) 3 : :
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