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Tab. 1 Effect of material ratio on the bromination
N Yield %%
n(KBrOsz) /mol n(NaHSO3) /mol mp /C Purity fo Conv. Mo A B C
0. 03 0.03 115. 8 96. 2 53 40 10 trace
0. 06 0. 06 116. 6 96. 2 71 53 15 trace
0. 09 0. 09 116. 2 96. 0 98 72 23 trace
0. 12 0.12 116. 4 96. 2 98 74 24 trace
0. 15 0.15 116. 2 96. 1 99 73 25 trace
n(p-CHsPhCN) * n(KBrOs)* n(NaHSO3)= 1} 3 3.
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Tab. 2 Effect of lamp illumination
Yield %
mpr Purity Mo Conv- Mo b
A B C
116. 6 96.5 98 73 23 trace
116. 4 96.2 97 72 22 trace
116. 8 96. 1 98 72 23 trace
n(p—CHsPhCN) * n(KBrOs) * n(NaHS03)= 1* 3% 3,illumination: 150 W.
3
Tab. 3 Effect of temperature
t/C mp /C A Yield ¢t fC mp/C A Yield %o
20 116.3 47 50 117. 0 73
30 117.3 51 55 116. 8 74
40 116.9 60 60 116. 6 (&
45 116.7 67
n(p-CH;PhCN) * n(KBrO3)* n(NaHSO3)= 1¢ 3% 3
4 a-H
Tab. 4 Result of a—H bromination for alkylbenzenes
Alkylben zene t/C Yield o Alkylb enzene tfC Yield #o
p-Methylbenzoic acid 50 87 2, 4-Dinitrotoluene 50 76
o-Nitrotoluene 55 76 p—Tolunitrile 55 72
m-Nitrotoluene 55 68 0 Xylene 50 80
pNitrotoluene 55 82 pXylene 50 59
“ n( Alkylbenzene) * n( KBrOs) * n(NaHSO3)= 17 3* 3, reaction time 4 h.
5
Tab. 5 Mp, elemental analysis results for products
No. Product mp/C Elemental analysis(caled. ) Ko
C H N
1 Cs H7BrO2 2230~ 225. 6 44. 87(44. 65) 3, 18(3. 26) 0(0)
2 C7HsBrNO2 46.5- 47.3 38. 94( 38. 89) 2.70(2 78) 6. 42(6. 48)
3 C7HsBrNO, 57.5- 59,2 38.92(38. 89) 2 61(2 78) 6. 45(6. 48)
4 C7HgBrNO, 98. 6~ 99. 9 38.96( 38. 89) 2 65(2 78) 6. 45(6. 48)
5 C7 Hs BrN, Oy 70. 4 71 2 32.30(32.18) 1. 90( 1. 92) 10. 68(10. 73)
6 Cg Hs BrN 116. 4 116. 8 49.10(48.98) 2. 99(3. 06) 7.10(7. 14)
7 Cg Ho Br 17. 8 19.6 52.01(51. 89) 4, 84(4. 86) 0(0)
8 Cg Ho Br 343 37.0 51.96(51. 89) 4, 81(4. 86) 0(0)
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Tab. 6 IR and 'H NMR results for products
No. IR,V fem™ ! "HNMRW
1 790, 1 860( bicycle), 1690( G=0),2 600~ 3 200( broad, O H), 550, 7. 54- 8 08(m,4H, p— H), 4 41~ 4 34(m, 2H,
632, 1 180( C H,Br) CH Br), 10. 82( broad, 1H, COO H)
2 760, 1820(bicycle), 1520, 1 340(NO,), 555, 635, 1 200( C K Br) 7. 04 7. 88(m, 4H, p— H),4 36~ 4 40(m, 2H, CH Br)
3890, 805,700, 1 880(hicycle), 1 540, 1 328( NO,) , 568, 642, 7.38 7.90(m, 4H, ph— H),4. 22= 4. 36(m, 2H, CH Br)
1 208( C H2Br)
4 862 1810(bicycle) , 1 545, 1 320(NOz2), 560, 645, 1 210( C It Br) 7.48 7. 96(m, 4H, pi— H), 4 32~ 4. 38(m,2H, CIBr)
5 770,700, 1 820(bicycle) . 1 560, 1 330(N02) , 565, 655, 1 278( CHeBr) 7. 56~ 7. 98(m. 3H. pi— H).4 40~ 4. 46(m,2H. C b Br)
6 860, 1820(bicycle), 2 230( CN) , 565, 647, 1 210( C t Br) 7.12= 7. 98(m, 4H, pi— H), 4 40~ 4 45(m.2H, CHeBr)
7 740, 1 660( bicycle) , 548, 640, 1 180( C Hz2Br) 6. 88~ 7. 68(m, 4H, ph— H), 4. 44~ 4. 48(m,2H,
CHBr),3 21~ 3.32(m, 3H, C )
8 812 1680(bicycle), 545, 638, 1 200( C H,Br) 7.02= 7. 78(m, 4H, pr— H), 4. 40~ 4, 46(m, 2H,
CHBr), 3. 36- 3 45(m, 3H, CH)
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«a—H in Alkylbenzenes
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Abstract A novel bromination method for T-Hin alkylbenzenes using KBrOs /NaHSOs as bromination
agent and under an incandescent light illumination is reported- The method has advantages of mild
reaction condition, simple operation, high utilization of bromine and avoidance of the erosive HBr gas.
For some alkylbenzenes, especially some alkylbenzenes with a second substituent in benzene ring, the
method provides brominated products of high yield and purity only at temperature usually of 50~

55C under ligh t illumination.
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