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Synthesis of 5- Acetyl-2- aminobenzophenone

ZHANG Xue- Ao, LONG Yong-Fu, XU Jing, XIE Kai, AN L+Hua
(College of Aerspace and Material Engineering, National Univ. of Defense Technology, Changsha 410073, China)
Abstract: The 5-acety} 2- aminobenzophenone with high yield was synthesized by using p-nitroacetophenone, ethylene glycol,
phenylacetonitrile, hydrogen, perchloric acid as raw materials. The reaction mechanism is discussed simply, and the structure of
compound is identified by elemental analysis, IR and '"HNMR.
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1.2
( ); Nicolet Avatar 360 ,KBr ; FX- 90Q
s CDCL, TMS; Elementar Vario EL
1.3
1.3.1 2- - 2- (4- )—- 1,3- (BDO)
, 8mlL 0. 170g
3. g 10mL 5.92¢ 60C, 6h
10% , , BDO
( ): C57.39(57.41) ,H5. 27(5. 30), N6. 93( 6. 95)
1.3.2 5- (2- - 1,3- ) - 3- -2,1- ( BIX)
20mL NaOH3. 00g 1.76g BDO 3. 12¢
55C, 16h , 3, BIX )
( ) : C72.34(72. 58) ,HS5. 48(5.37), N4.97(6. 98)
1.3.3 2- - 5(2- - 1,3- ) (OBP)
30mL BIX 3. 00g Sml,.  w(Pd) = 5% Pd- C
0. 30¢g , (0. 1MPa) , 4h
, OBP — , ,
( ) : C71.89(72.06) ,H6. 30( 6. 05), N4.91( 6. 4. 94)
1.3.4 ABP
OBP 2. 0g 60ml, Imol/L 28ml, ,
18h , ABP - )
, ( ): C75. 47(75.30), H5. 41( 5. 48) ,N5. 68( 5. 86)
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Tab. 1 The influence of perchloric acid OBP(mole ratio) on the yield of ABP

perchloric acid OBP 2.0~ 2.5 2.6~ 3.0 3.1~ 3.5 3.6~ 4.0 41~ 4.6
Yield % 10.6 20.3 63.5 71.2 71. 1
1 , OBP 4.0
2.5
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Tab.2 The influence of reaction temperature on the yield of each product
Reaction Reaction Appearance Yield % Melting
Products temy C tim¢ h of product poiny C
4 .
0 Yellow 2.8
BDO 60 6 } 86. 4 69 ~ 71
30 solid 3.2
45 @ Yellow 783 @
BIX 55 16 d 87.3 137 ~ 139
65 povee 86. 7
Yellow
OBP 4 prisms 72.7 108 ~ 110
crystal
Yellow 712
ABP _ 40 18 needle _ 458 158 ~ 161
60 crystal 368
3
Tab.3 The influence of reaction time on the yield of each product
BDO Reaction time h 4 5 6 7
(60C) Yield % 56.2 71.3 86. 4 86. 2
BIX Reaction tim¢ h 12 14 16 18
(55C) Yied % 60.5 78.9 87.3 87. 4
OBP Reaction time h 2 3 4 5
( ) Yield % 50.3 68.8 72.7 72.5
ABP Reaction tim¢ h 10 14 18 22
( ) Yied % 46.7 67.3 71.2 71.3
2 3 , 60C 55T,
2 2 2 2 2
, , ; 6 16 4
18h
2.6
IR 'HNMR 1 2

L=
4000 : 3000 3600 1000 T T T T T T T T T T
Wavenumbers{cm!) 10 8 6 4 5 2 0
1 ABP IR 2 ABP 'HNMR
Fig. 1 1R spectra of ABP Fig.2 'HNMR spectra of ABP
ABP IR : 3413em™ ' 3295cm , W- H
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; 1244em , - N R - NH,
1608cm ' 1651cm” , a, B-
1600 ~ 1450cm ™' , W= C; 3100~ 3000cm '
, C-H U= CH, ; 700cm” ' 774cm
1820cm ' , 124 712em ' 751em” 1960cm '
ABP 'HNMR ,2.40(3H, ) - CHs H(a),5.30(2H, )
— NH2 H(e),6.66 6.78(1H, ) H(c),7.85 7.88(2H, )
H(b d),7.55(5H) H(1)
IR 'HNMR ABP
3
ABP; : BDO s 0, O— acetal , 60°C,
6h, ; BIX , 55T, 16h, ; OBP R 4h
; ABP , /OBP 4.0 18h, IR 'HNMR
ABP
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