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The reaction of 2-methylchromone with thionyl ohloride in bdeiling

benzene affords a crystalline trichloro compound (A) CyoH502C1y, l.p.lls.,
which on the basis ¢f spectral data could have the strueture I or 1I
JABRD A:f:‘m, 225,300 nm (log ¢ 3.85,3.72); i.r. (mujol), 1650,1610 o™l
( conjugated CO);n.m.r. (CDClg) § 8.21 (1H,d,Cx J = 8 ofs;8 7.56 (3H,b.m.);
s 6.96 (1H ) _7.

Hydrolysis of A with alooholic alkali gave a halogen free orystalline
substance, (B) CgHgOs(M.W. 172 M.S.) m.p. 210°, which was isclated after
chromatography (silica gel) in peor yields. It was soluble in scdium bisar-
bonate and gave a brown celouration with neutral B‘ccls, which disappeared
quiokly. The i.r. spectrum (EBr) shewed mands at 2746, 2794 (OH) 1672
{ conjugated C=0) and also at 1708 om~}. The n.m.r. (DMSO) showed peaks at
5 7.85 (1H, Hg, q, J = 8.5 0/8, J =2 0/s); § 7.65 (1H, Hy, q, J = 8.5 o/s,
J =1 ofs); 5 7.35 (2H, Hg,g m); 6 5.59 (1H, Hy, s).

In the mass spectrum peaks wers observed at m/e 120 (M - 08300);
ufe 92 (M - Cglia0,)and at nfe 63 (05113"'). On the basis of this evidence,the
hydrolysis product B could have either the struoture III or IV. Cemparison
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o MeOH
with suthentie samples of III’ [jl-lo 178-80 , u.v. A . 235,275,315 nm

(leg ¢t 4.26,3.59,3.89); i.r.(KBr) 3286,3094(0H); 1637,1607. cm™ ! (vonded C0);
n.u.r. (BMSO) § 9.08 (1H, S, OH),5 8.33 (1H,H3,s), & 8.16 (1H,Hg,q,J = 8 o/s,

J =32 0f8), 8 T.58 (sn,n,'.,’s wn)_7 and 1v3 showed it to be identical with IV.
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The trichleore cempeund A thus has the structure II.
Alse, 1-oh10ro-4-hydroxyooularil‘, m.Pe. 348. is formed by the hydrelysis
of T-ehlere-2-irichleromethyl chremone, m.p. 110‘, obtained by the reaction
of T-hydrexy-d-methylohremone with thionyl chleride. The spesctiral data eof
all are in complete agreement with their structures.
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