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Synthesis of 3, 4-2H-6-chlorobenzopyran—4-one

Xiong XY, Zou Y', Mei QB, |Zhao DH|('Pharmacology Department of Fourth Military Medical University, X i’ an
710032; *Chinese Scientific Acadimy Guangzhou Chemistry Insititute, Guangzhou 510650)

ABSTRACT OBJECTIVE: To synthesize 3, 4-2H-6-chlorobenzopyran-4-one, a key intermediate for the preparation of oxa-
nonsteroidal estrogen analogues. METHODS: 3, 4-2H-6-chlorobenzopyran-4-one w as synthesized by reactions of nucleophilic
addition, hydrolyzation and cycloaddition from p-hydroxyanisole. RESULTS: The chem ical structure of the product was
determ ined by melting point, IR\'HNMR and MS. CONCLUSION: The synthetic technique is com parably simple, w ith
better quality of the product and much lower costs.
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Fig 1 Synthetic route of 3, 4-2H-6-chlorobenzopy ran-4-one
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B - 9. 3g,
47C , 64% ( “lmp 45 ~ 47C,
64% ). 'HNMR(CDCl, ppm): 6. 90~ 7. 84(m, 3H, phH), 4.
28(t, 2H, OCH>), 2. 91(t, 2H, CH,CN).

, mp45~

2.2 - (3)
100g B - (0. 55m ol)
236m L , 4h. ,
B - 99. 7g,
, mpl37~ 139C, 90% ( My p137~
139C, 64% ). 'HNMR(CDCl;, ppm ): 6. 96~ 7. 84(m,

3H, phH), 4. 25(t, 2H, OCH ), 2. 85(t, 2H, CH2CO), 1'1. 9(s,
1H,COOH).

2.3 6- - Y- (1)
60g 250m L ,
, , 40m L , 100C,
100~ 105C, Lh,
(PPA). 10gp- - (0. 05m ol),
85~ 86C 1h, ,
7. 6g, mp99~-101C , 84% ., IR(KBr, cm™'):

2961, 2958, 1928, 1752, 1675, 1599, 1478, 1458, 1279, 929,
871,721. '"HNM R (CDCl, ppm ): 6. 96~ 7. 84(m, 3H, phH),

4.52(t, 2H, OCH,), 2. 80(t, 2H, CH2CO). MS(m/e): 184
(M"+1,81),182(M" - 1,100);156(8),154(42),149(18),
126(18),108(10), 82(10), 57(10).
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