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4-Chlorobenzoic acid(l)2% ¥ F 33 4-Amino-3-nitroalkylbenzonate(4)& 3HA
3191 :2(Scheme 1), propionic acid®t acetic acid® 2:52 &3 f o) 20T o3t A
nitrosylsulfonic acid(42%) 22mmoleE A d3] H7}3F & 3TCo|32 JZa At o7)
of 3%9] tolx AHE 4-Amino-3-nitroalkylbenzonate 20mmole g 713t tlolz %
AL AR AZY PYESZE NN-Diethylanilineg AH&3te] 0CHEZAA 5%
FAg A LA F HolREY S9e HH3] Hrlsld AZY APeEn g8
(5)E FAstAHScheme 2). &4 F d&d&& A8 o AAAsA

23 B4

A7) FH O OEGF B 3t FAT dEE5E FRE  FHAdIx:,
'H-NMR(300MHz, Bruker)& A}438ta] $ul2 CDCl, 7I1#E8d2E TMSE AH4-3}
At HFsHES DMFE 92 A9-7tA34d 23 £47](UNICAM 8700)%
AHEete FAEAT. BEERATT AT AdETFEAFAY FFTE o8y
Lambert-Beer®] H3 & o] &3l Axbalgdch :
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4-Chlorobenzoic acidZ2%#¥ %3tA 4-Amino-3-nitroalkylbenzonate(4)& A3t
3, A EAQE Table 10 Yellidct 4a, 4b, 4cd] &880 @447 Z2718
o wzt Mp7t ZAFHE AL AL + YUk o)A FLIaFY FEA 7193
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Table 1. 4- Amino-3nitroalkylbenzinate Derivatives 4.

Compounds R Mp(°C) Yield (%)
4a CHs 199-200 63
4b CH:CH3 145-146 67
4c CH2CH2CH2CHjs 70 71
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4-Amino-3-nitroalkylbenzonate RZHE 0/&st BMNYEo Bl4 Z Ga

Figure 19} YEld CDCLYIA Y 98 5¢2] NMR &2 EZS BEAsH AZYPPRe
Aad AFd €7 F£4E 125ppmltriplet, 3H), 347ppm(quartet, 2H),
6.72ppm(doublet, 1H), 7.88ppm(doublet, 1H)= 2, 5, 3, 6 Yx 9 i3 Ao}, r]o}
AL 2, 3 5 9X9 F4adAE 747 7.75ppm(doublet, 1H), 8.21ppm(doublet,
1H), 8.45ppm(singlet, 1H)oIA &A= Uz, 4 $121¢] RE7E 27 437ppm(triplet,
2H), 1.78ppm(multiplet, 2H), 1.50ppm{multiplet, 2H), 1.02ppm(triplet, SH)o| A 21 =
At .
Table 291l= ¥4 € 59 HUFFAE 2 EFFASF(e)E Y|t A &
BEY ALY AELS EF U, Holx ARAA TY 7=
SHA e HERE 3ty ¢Ar|e WEdE EFstn JRFSFAALL 500nmol A 2
o] JEIton, EFFASFE 25448~268362. 2 H|=3tA vtEFRTH
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Table 2. Diazo-Coupling Reaction of 4 and N,N-diethylaniline.

Compounds R A max(nm) e (£ /mole - cm Yield (%)
cm)
5a CH;s 500 26076 63
5b CH.CH;s 500 25448 67
5¢c CH2CH>CH2CH3 500 26836 71
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4 @RF Ba, bb, 5cE AE3lY P89 BEE 05 1, 2, 4%o.w.f.9] YA
TEE g45tn 989 ARE 2439 B A5 4859 ¥xUt 718 ua 9%
d 959 ¥& FUtete RoE Hol ANty oz WEYHol 5% AL ¢ F A
Xt Figure 29 d&34& Jetidth. 98 5a, 5b, 5¢7F A9 FAMstA UdEhdE
Ao g2 Hol ZEd2HE A& d3 ASE A9 HA18 Aoz AztgEL,
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4-Chlorobenzoic acidZ% ¥ %3tAl 4-Amino-3nitroalkylbenzinate® A3t 1,
AEW HE2E NN-Diethylaniline& Al83ted 3% BEAIAEE 484 &4
® 98 ba, bb, 5¢co HUEFTIHEL 500nmE Zo] Uelgon, EZJASE 2544
8~2683622 fASHA YEIRTE ZEo~HE 2 Ed & 5a, 5b, 5cd FAL A
o FAFEtA eERgth
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Scheme 1. Figure 1. Exhaustion curves of 5a, bb, bc
o) 1) 42% Nitrosylsulfuric acid [o] CH-CH
1] AcOH/EtCOOH, 5/2 I Vi
RO—C NH, » RO—C N=N N
2) N,N-diethylaniline CH3CH;
N02 NO,
5a:R=CH,
5b: R = CH,CH,

5c : R = CH,CH,CH,CH;
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Figure 2. 'H-NMR of 5a in CDCls.
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