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4 9 9- (3- 4- ) 343
CH, Cl, V( ) : 2H) 6.50(d J=8.0 Hz 2H) 6.23(s 4H) 5.87

V( DMF) =3: 1 (d J=8.0 Hz 2H) ;" C NMR( CDCl, 100 Hz) &:
(2)7.90 g 86. 5% 233 °C( DSC) ; 151.99 142.95 137.68 136.14 131.63 130.82

"H NMR( CDCI, 400Hz) &:10.61(s 2H) 7.60( s
1H) 7.59(s 1H) 7.37 ~7.31(m 4H) 7.23(d
J=8.0Hz 2H) 7.14 ~7.09( m 4H) 6.87(d J=
7.6 Hz 2H) ; ®C NMR( CDCL, 100 Hz) §&:154.21
152.34 138.78 137.32 132.91 129.13 127.80
125.48 123.72 120.29 117.21 52.83; FTAR
(KBr) »:3439 3272 3080 1628 1598 1 537
1474 1443 1418 1326 1243 1 177 em™"; Anal.
caled for C,sH(¢N,0,/%: C 65.79; H 3.53; N 6. 14.

found/%: C 65.66;H 3.64;N 6.21.
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HO
Mo, 20% O O
(L

127.87 123.71 118.50 116.60 116.15 113.52
53.13; FTHR( KBr) »:3 455 3 368 3 317 3 072
1616 1597 1475 1444 1279 1236 1 147 881

758 e¢m~'; Anal. caled for C,s HyyN,0,/%: C 75.74;
H 5.09; N 7.07. found/%: C 75.66; H 5.20; N
7. 14.
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( Scheme 1) .

HO
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Entry T/°C t/h 2 /%"

1 0 3.0 70.6
2 5 3.0 81.3
3 10 3.0 83.8
4 15 3.0 86.5
5 20 3.0 86.4
6 25 3.0 85.8
7 20 2.5 84.2
8 20 3.5 84.6

a. 1 20 mmol 60 mL my;y,, =20% v b.
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The Synthesis and Characterization of
9 9-Bis( 3-Amino-<4-Hydroxyphenyl) Xanthene

HU Mei-gin WEI Mei-hong" LI Xiao DENG Wei SHENG Shou-i

( College of Chemistry and Chemical Engineering Jiangxi Normal University Nanchang Jiangxi 330022 China)

Abstract: Nitration between 9 9-bis( 4-hydroxyphenyl) xanthene( 1) with 20% aqueous HNO, 15 ~20 °C for 3 h
yielded 9 9-bis( 3-nitro-4-hydroxyphenyl) xanthene( 2) in 86.5% vyield which was further converted to 9 9-bis( 3—
amino-4-hydroxyphenyl) xanthene ( 3) in 92.7% yield by reduction with hydrogen in the presence of catalytic
amount of Pd/C at 75 ~80 °C for 1 h in methanol solvent. The two-step overall yield of 3 was about 80.2% ( based
on compound 1) and their structures of 2 and 3 were characterized by '"H NMR IR and elemental analysis tech—
nique.

Key words: 9 9-bis( 4-hydroxyphenyl) xanthene; 9 9-bis( 3-nitro4-hydroxyphenyl) xanthene; 9 9-bis( 3-amino-4-
hydroxyphenyl) xanthene; nitration reaction; catalytic hydrogenation; reduction reaction; synthesis and characteriza—

tion



