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A Facile and Simple Synthesis of 7 ,8-dimethoxy-2,3 .4 5-
tetrahydro-1H-benzo [ ¢ | azadiazepine Hydrochloride
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Zhengzhou 450005, China; 2. School of Material and Chemical Engineering, Zhengzhou University of Light Industry,
Zhengzhou 450001, China; 3. Zhengzhou YanSheng Biotechnology Co. , Lid. , Zhengzhou 450001, China)

Abstract: Benzodiazepine was a kind of important drug molecular structure, 4-dimethoxyphenylpropi-
onic acid was used as raw material. The target product was obtained by eight steps reaction, through
esterification, ammonolysis, reduction, aminoacylation protection, cyclization, deacetylation, amino
BOC. protection and deprotection form hydrochloride. Their structures were characterized by 'H NMR,
HR-MS(ESI) and element analysis
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{4 4.16 g, 102 93% ; "H NMR (400 MHz, CDCI,)
5:2.60(t, 2H), 2.90(t, 2H), 3.66(s, 3H),
4.86(s, 6H), 6.76(m, 3H) ; HR-MS(ESI) m/z:
Caled for C,, H, O, {[M + H]" | 224.25, found
225.26,

(2) 3,4-ZHHEASERNIBEE (2) A5 L

FREL 1 3. 36 g (0. 015 mol) & fi# T
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TG A R 2 2.92 g, LR 93% ", m. p.
122 ~123 °C; 'H NMR (400 MHz, CDCL,) §:
2.52(t, 2H), 2.93(t, 2H), 3.86(s, 3H), 3.87
(s, 3H), 5.40(s, 2H), 6.72 ~6.82(m, 3H);
HR-MS(ESI) m/z; Caled for C;, HsNO, {[ M +
H] " }209.24, found 210. 26,
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iz L BEVETR , UG R SR AR B 3 R, A I A AL
2, TEZR W AT IR AW AR 3 1. 56 g, R
80% ', "H NMR (300 MHz, CDCl,) §: 6.68 ~
6.78(m, 3H), 3.83(s, 3H,), 3.82(s, 3H),
2.70(t, 2H), 2.58 (t, 2H), 1.70 ~1.75 (m,
2H), 1.17(br s, 2H, NH,) ; HR-MS(ESI) m/z:
Caled for C,, H,NO, {[M + H] "} 195.26, found
196. 26,
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96% '), "H NMR (400 MHz, CDCL,) §: 6.68 ~
6.78 (m, 3H), 3.83 (s, 3H), 3.82(s, 3H),
2.70(t, J=7.0 Hz, 2H), 2.58(t, J=7.2 Hz,
2H), 1.84(s,3H), 1.70 ~1.75(m, 2H) ; HR-
MS(ESI) m/z; Caled for C;H NO; {[M +H] "}
237.29, found 238.29,
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1H), 6.34(s, 1H), 3.82(s, 6H), 3.02 ~2.99
(m,2H), 2.72 ~2.68(m, 2H), 1.80 ~1.76
(m, 2H), 1.62 ~1.59(m, 2H); HR-MS (ESI)
m/z; Caled for C, H,NO, {[M + H]* | 207.27,
found 208. 26,
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FRARZAE 2T (VEMEFR . 418 TR/ A Wk = 10/
L, V/V) aifb 45 R WA 7 1. 82 g, W% 93% ;
"H NMR (400 MHz, DMSO-d,) §: 9.13(s, 2H),
7.07(s, 1H), 6.88(s, 1H), 4.21(s, 2H), 3.75
(s, 3H), 3.73(s, 3H), 3.31 ~3.24(m, 2H),
2.89(d,2H), 1.82(s,2H), 1.38(s,9H); HR-
MS(ESI) m/z; Caled for C,, H,sNO, { [M + H] " |
307. 38, found 308. 39,
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"H NMR (400 MHz, DMSO-d,) &: 9. 13 (s, 2H),
7.07(s, 1H), 6.88(s, 1H), 4.21(s, 2H), 3.75
(s, 3H), 3.73(s, 3H), 3.31 ~3.24(m, 2H),
2.89(d, 2H), 1.82(s, 2H) ; HR-MS(ESI) m/z;
Caled for C,H NO,Cl1{[M + H] " }243.73, found
208.39; Anal. caled for C,H,(NO,Cl; C 59.14, H
7.39, N5.75, Cl 14. 58, found C 59.26, H7.37,
N 5.69, Cl 14.58,
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