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Depsidone Synthesis. Part 20.' Lecideoidin and Dechlorolecideoidin 
By Peter M. McEwen and Melvyn V. Sargent," Department of Organic Chemistry, University of Western 

Australia, Nedlands, W.A. 6009, Australia 

The synthesis of methyl 2,9-dichloro-3,8-dihydroxy-l,6-dimethyl-l1 -oxo-11 H-dibenzo[b,e] [1.4]dioxepin-7- 
carboxylate (lecideoidin) (1 ) and methyl 2-chloro-3,8-dihydroxy-l,6-dimethyl-l1 -oxo-11 H-dibenzo[b,e] [1,4]- 
dioxepin-7-carboxylate (dechlorolecideoidin) (2) by oxidation of benzophenones and subsequent steps is 
described. 

'two n i w  lir.licn dcpsidoncs, lccicleoidin (1) and de- 
clilotolecicleoidiri (a ) ,  both close relatives of ganga- 
lcoidin (4),2 were recently isolated by Elix and his co- 
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workers from :in unnaiiierl Lcciclca species. The struc- 
tures of tlie I,ecidca depsidones followed chiefly from 
spectroscopic studies but additional evidence was pro- 

urianibiguous total syntliesib and we adopted for this 
purpose a route based on oxidative coupling of suitably 
substituted benz~phenones.~ 

For tlie syntliesis of the required benzophenones (16) 
and (22) the acids (13) arid (20) were required. The 
known aldehyde (10) appeared to be a suitable pre- 
cursor but its synthesis from methyl orsellinate in four 
steps proceeds in only ca. 2Uy0 overall yield. The key 
step in this sequence is the formylation of methyl 4- 
liytlroxy-2-methoxy-6-inethylbenzoate with dicliloro- 
inethyl ether and titanium( IV) chloride. This reaction 
gives only a low yield of the desired aldehyde (10)  the 
iiiajor product being tlie 0-formate of the starting 
material whicli is inert to C-formylation. Conse- 
cluently an alternative synthesis of the aldehyde (10) was 
devised in whicli the hydroxy-group was protected 
as an  isoyropyl ether during formylation.6 
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vitled by tlie conversion by chlorination of both di--0- with one niolar 
rnetliyllecideoidin (3) and 0-metliylgangaleoidin (5 )  into equivalent each of potassium carbonate and 2-bromo- 
the same depsidone (6). We sought to confirm the struc- propane in NN-dimethylformamide at 80 "C gave the 
tures of lecideoidin (1) and dechlorolecideoidin (2) by isopropyl ether (7) (75%) (Scheme 1).  The derived 

Isopropylation of methyl orsellinate 
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niethyl ether (8) now underwent smooth formylation 
with dichloromethyl methyl ether and tin(1v) chloride in 
dichloromethane at  0 "C. The resultant aldehyde (9) 
then gave the desired product (10) in 537; overall yield 
on deprotection with titanium(1v) chloride in dichloro- 
methane at  0 "C. Chlorination of compound (10) with 
chlorine in acetic acid gave the chlorophenol ( 1 1 ) .  The 
derived benzyl ether (12) on oxidation with sodium 
chlorite in the presence of an excess of sulphamic acid as a 
chlorine scavenger gave the acid (13). 

Friedel-Crafts reaction of the acid (13) and the orcinol 
(14) gave the tri-O-benzylbenzophenone (15) which on 

stituent of the previous example (17), is not a sufficiently 
powerful leaving group for rearrangement to occur. The 
structure (23) of the grisadienedione was confirmed in the 
following way. The lH n.m.r. spectrum of the grisa- 
dienedione exhibited singlets a t  6 5.52 assigned to an 
olefinic proton and at 6 6.78 assigned to an aromatic 
proton. Saturation of the methoxy signal a t  6 3.88 
gave a 30% enhancement in the integral of the olefinic 
proton and no nuclear Overhauser effect a t  the aromatic 
proton. 

Thermolysis of the grisadienedione (23) in boiling 
phenetole gave the depsidone (24) .4 Unexpectedly this 

(23) 

SCHEME 2 

1 iydrogenolyt ic debenzylat ion furnislied t lie tril iyrlrox y- 
benzophenone (16). Oxidative coupling of this benzo- 
phenone was predicted, in the view of previous  result^,^ 
to furnish only the grisadienedione (17), resulting from 
preferential formation of a phenoxy-radical on the ring 
of lower oxidation potential, which would undergo re- 
arrangement via a keten to the depsidone (18). The 
depsidone (IS) resulting from this reaction was subjected 
to demethylation with boron trichloride and thus fur- 
nished synthetic lecideoidin (1) identical in all respects 
with an authentic sample, 

Benzylation of the phenol (10) and subsequent oxida- 
tion of the product (19) yielded the acid (20) (Scheme 2). 
This was allowed to react with the orcinol (14) and thus 
gave the protected benzophenone (21) and thence the 
trihydroxybenzophenone (22). This benzophenone was 
predicted to yield the grisadienedione (23) on oxidation, 
rather than that derived from oxidative entry into the 
ring bearing two hydroxy-groups and of lower oxidation 
potential. The grisadienedione (23) could rearrange via a 
keten intermediate to the depsidone (24). In the event 
this reaction gave only the grisadienedione (23) presum- 
ably the cyclohexadienone ring, lacking the chloro-sub- 

depsidone on treatment with boron trichloride gave the 
acid (25), which also resulted from similar treatment of 
the grisadienedione (23). However lactonization of the 
acid (25)  was achieved by treatment with trifluoroace tic 
anhydride and the product was identical with dechloro- 
lecideoidin (2) by the usual criteria. 

EXPERIMENTAL 

General directions have been given previously.8 
Methyl 2- Hydroxy-4-isopropyloxy-6-nzetlzylbenzoaSe (7) .- 

Methyl orsellinate (22.0 g), 2-bromopropane (15.0 g) ,  dry 
potassium carbonate (1 6.7 g) , and dry NN-dimethyl- 
forniamide (220 ml) were stirred under dry nitrogen a t  80 "C 
(bath) for 26 h. The mixture was poured into water and 
extracted with ethyl acetate. The crude product was 
chromatographed over silica gel with 0-2.57; ethyl acetate- 
light petroleum as eluant. The product (7)  crystallized 
from pentane as prisms (20.5 g) ,  n1.p. 55-56.5 "C (Found: 
C,, 64.1 ; H ,  7 . 0 % ;  M + ,  224. C,,H,,O, requires C, 64.25; 
H, 7.2%; M ,  224), G(CDCI,, 90 MHz) 1.32 (6 H, d,  Me), 2.47 
(3 H, s ,  Me), 3.90 (3 H, s, OMe), 4.55 (1 H, s, septet, CH), 
6 .29(2H,s ,ArH) , and  11.74(lH,s,D20exchangeableOH). 

Methyl 3-Fortnyl-P-hydroxy-6-methoxy-2-methyZbenzoate 
(lO).-The phenol (7) (14.4 g), dry potassium carbonate 
(15.0 g), dimethyl sulphate (1.5 g), and acetone (200 ml) were 



stirred and boiled under reflux for 20 h. The usual work-up 
gave the methyl ether (8) as an oil (14.6 g), G(CDCl,, 60 
MHz), 1.32 (6 H, d ,  Me), 2.21 (3 H ,  s, Me), 3.67 and 3.76 
(each 3 H ,  s ,  OMe), 4.55 (1 H ,  septet, CH), and 6.12 (2 H,  s ,  
ArH). Tin(1v) chloride (5.7 g) in dry dichloroniethane (25 
ml) was added dropwise a t  0 "C over 0.5 h to a stirred solution 
of the methyl ether (14.6 g) and dichloromethyl methyl 
ether (9.7 g) in dry dichloromethane (75 nil). The mixture 
was stirred a t  0 "C for 4 h and then work-up in the usual way 
gave the crude oily aldehyde (9) (15.0 g), G(CDCI,, 60 MHz) 
1.37 (6 H, d ,  Me), 2.43 (3 H, s, Me), 3.77 (6 H ,  s, OMe), 4.60 
(1 H ,  septet, CH), 6.19 (1 H,  s, ArH), and 10.32 (1 H, s, 
CHO). The aldehyde (9) (14.2 g) in dry dichloromethane 
(120 ml) was stirred a t  0 "C and treated dropwise with titan- 
iurn(1v) chloride (1 7 .8  g) in dry clicliloromethane (70 nil). 
The mixture was stirred at 0 "C for 4.5 h and then poured 
onto ice. The crude product was passed down a column of 
silica gel with 5-1524 ethyl acetate-light petroleum as 
eluant. The aldehyde (10) formed prisms (9.3 g)  (from 
dichloroniethane-1 ight petroleum), m . p. 1 33-- 1 34.5 "C (lit . ,5 

134--134.5 "C). 
5-C hloro- 3- formyl-4- hydroxy- 6-methoxy- 2-methyl- 

benzoate (ll).--The aldehyde (10) (5.2 g) and chlorine (1.82 
g) were dissolved in acetic acid (1 20 ml) and the mixture was 
allowed to stand in a darkened vessel for 22 h. The mixture 
was then poured into water and kvorked up as usual. The 
chloroaldehyde ( 1 1) crystallized from ether-light petroleum 
as prisms (4.2 g), n1.p. 95-96 "C (Found: C, 51.1; H ,  4.35; 
C1, 13.55% ; Mt,  258, 260. CllHllC105 requires C, 51.1 ; H, 
4.3; C1, 13.7%; M, 258, 260), G(CDCl,, 90 MHz), 2.52 (3 H ,  
s, Me), 3.93 and 3.98 (each 3 H,  s, OMe), 10.23 (1 H ,  s, CHO), 
and 12.93 (1 H ,  s, OH). 

4-Benzyloxy- 5-chloro- 3- formnyl- 6-mebhoxy - 2- 
methylbenzoate ( 12) .-The substrate (1 1) (4.2 g) , benzyl 
bromide (1.74 g ) ,  dry potassium carbonate (4.6 g), and dry 
NN-dimethylformamide (40 ml) were stirred together at 
room temperature under dry nitrogen for 2 11. The usual 
work-up gave the aldehyde (12) as prisms (4.1 g) (from ether-. 
light petroleum), m.p. 81-83 "C (Found: C, 62.2; H, 5.0; 
C1, 10.25y0 ; M s  348, 350. C1,Hl,C1O5 requires C, 62.0; H .  
4.9; C1, 10.15O/,; M,348,350),G(CDCI3,90MHz) 2 .46(3H,  
s ,  Me), 3.95 and 3.98 (each 3 H, s ,  OMe), 5.10 (2 H,  s ,  CH,), 
7.41 (5 H ,  m, J'h), and 10.29 (1 H, s, CHO). 

methylbenzoic -4 cid ( 13) .-Sodium chlorite ( S O Y / ,  , technical, 
1.3 g) in water (13 nil) was added dropwise to a stirred solu- 
tion of the aldehyde (12) (3.1 g) and sulphaniic acid (3.1 g)  
in diosan (100 nil) and water (30 ml). The mixture was 
stirred for 0.5 h and then poured into water and estractetl 
with ethyl acetate. The acid (13) crystallized from ether- 
light petroleum as prisms (3.0 g), ni.p. 123-126 "C (Found: 
C, 59.6; H, 4.9;  C1, 9.7%; M+, 364, 366. Cl,Hl,C1O, 
requires C, 59.25; H, 4.7 ; C1, 9.7% ; M ,  364, 366), G(CDCI,, 
90 MHz), 2.28 (3 H, s, Me), 3.92 and 3.94 (each 3 H ,  s, 
OMe), 6 09 (2 H,  3 ,  CH,), 6.75br (1 H ,  OH), and 7.34 (5 H,  m, 
Ph) . 

4- Benzyloxy- 3- (4, B-bisbenzyloxy- 3-chloro- 2- 
methylbenzoyZ)-fi-chloro-6-methoxy-2-n~ethylbenzoate (15) .-- 
Trifluoroacetic anhydride (7 ml) in dry dichloroethane (50 
ml) was added in a thin stream a t  0 "C to a stirred solution of 
the acid (13) (1.4 g) in dry dichloroethane (70 ml). The 
orcinol (14) (5.2 g) in dry dichloroethane (70 ml) was then 
added dropwise ; L t  0 "C over 15 min The mixture was then 
stirred at room temperature for 20 11 and then boiled under 
reflux for 5 h. The cooled solution was then diluted with 

Methyl 

Methyl 

6-Benzyloxy-5-chloro-4-methoxy- 3-nzethoxycarbonyl-2- 

Methyl 

ether and washed in turn with aqueous ammonia, water, 
and finally saturated brine. The crude product was 
chromatographed over silica gel with 2.5-10% ethyl 
acetate-light petroleum as eluant. The benzophenone (1 5 )  
crystallized from dichloromethane-light petroleum as 
needles (900 mg), m.p. 159-160 "C (Found: C1, 9.8576; 
M+,  684,686,688. C,,H,4Cl,0, requiresC1, 10.35% ; M ,  684, 
686, 688), G(CDCI,, 90 MHz), 2.10 and 2.23 (each 3 H ,  s, Me), 
3.00 and 3.91 (each 3 H ,  s ,  OMe), 4.30br (2 H ,  CH,), 4.75 and 
5.13 (each 2 H ,  s ,  CH,), 6.42 (1 H ,  s, ArH), and 7.24 (15 H ,  
m, Ph). 

5-Chloro- 3- (3-chtoro-4,6-di Jaydroxy-2-met Jyl- 
benzoyl)-4-hydroxy-6-methoxy-2-methylbenzoate ( 16) .-The 
benzophenone (15) (890 mg) in ethyl acetate (100 ml) con- 
taining concentrated hydrochloric acid (4 drops) was stirred 
with 10% palladium charcoal (400 me;) under hydrogen until 
absorption ceased. The usual work-up gave the benzo- 
phenone (16) as a viscous oil (540 mg) (Found: Mf, 414.0232. 
12Cl,1H1,35C1,1607 requires M ,  414.0273) ; G(CDCl,, 60 MHz) 
1.96 (6 H ,  s ,  2 x Me), 3.83 (6 H ,  s, 2 x OMe), 6.33br (1 H ,  
OH), 6.58 (1 H ,  s, ArH), and 7.08 and 11.68 (each 1 H, s, 
OH). 

Methyl 2,9-Dichloro-3-J~ydroxy-8-methoxy- 1,6-dimethyl- 1 1 - 
oxo- 1 lH-dibenzo[b,e] [1,4]diaxepin-7-cavboxyZate ( 18)-A 
stirred solution of the benzophenone (16) (400 mg) and 
potassium carbonate (4.7 g) in water (100 ml) was treated 
dropwise with a solution of potassium hexacyanoferrate(I1r) 
(810 mg) in water (50 nil). The solution was stirred for 10 
min and then acidified with dilute hydrochloric acid and 
extracted with ethyl acetate. The crude product was 
filtered through a column of silica gel with 10% ethyl 
acetate-light petroleum as eluant. The depsidone (18) 
crystallized from dichloromethane-light petroleum as 
prisms (240 mg), m.p. 213-216 "C (Found: C, 52.55; H ,  
3.45%; M', 412, 414, 416. C1,H14CI,0, requires C, 52.3; 
H, 3.4%; M ,  412, 414, 416), G(CDCl,, 80MHz) 2.37 and 2.56 
(each 3 H,  s, Me), 3.86 and 3.93 (each 3 H ,  s, OMe), 6.16 
(1 H ,  s, OH), and 6.82 (1 H,  s, ArH). 

Methyl 2,9-DichZoro-3,8-dihydroxy- l16-dimethyl- 1 l-oxo- 
1 1H-dibenzo[b,e] [ 1,4]dioxepin-7-carboxyZate (Lecideoidin) 
( 1) .-Boron trichloride (100 mg) in dry dichloromethane (20 
ml) was added a t  - 10 "C to a stirred solution of the depsidone 
(18) (44 mg) in dry dichloromethane (20 ml). The mixture 
was stirred a t  - 10 "C for 15 min and a t  room temperature 
for 30 min. The mixture was poured into water and 
extracted with ethyl acetate. The depsidone (1) crystallized 
from toluene as needles (35 mg), m.p. 246-248 "C (lit.,3 
247 "C) identical (mixed m.p., mass and lH n.m.r. spectra, 
and RF values in three solvent systems) with an authentic 
sample (Found: C, 51.25; H, 3.1%; M + ,  398, 400, 402. 
C,,H,,Cl2O7 requires C, 51.15; H ,  3.05%; M ,  398, 400, 402), 
G(CI)Cl,, 80 MHz) 2.56 and 2.66 (each 3 H, s, Me), 3.99 (3 H, 
s ,  OMe), 5.40 (1 H,  s, OH), 6.83 (1 H, s, ArH), and 11.81 
(1 H ,  s, OH). 

Methyl 4-Benzyloxy-3-for~nyl-6-methoxy-2-ulzethylbenzoate 
(lg).-Benzylation of the phenol (10) as above gave the 
aldehyde ( 19) as prisms (from dichloromethane-light 
petroleum), m.p. 128- 129.5 "C (lit.,6 128-129.5 "C). 

6-Benzyloxy-4-methoxy- 3-methoxycarbonyl-2-methyZbenzoic 
Acid (201.-Oxidation 0: the aldehyde (19) (3.8 g )  with 
sodium chlorite, as above, gave the acid (20) which 
crystallized from dichloroniethane-light petroleum as 
prisms (3.7 g), m.p. 165-167 "C (Found: C, 65.75; H, 
5.7%; Mf, 330. Cl,H1,O, requires C, 65.45; K, 5 . 5 % ;  
M, 330), G(CDCl,, 90 MHz) 2.37 (3 H, s, Me), 3.79 and 3.90 

Met Jty 1 
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(each 3 H ,  s, OMe), 5.181)r ( 1  H, OH), 5.19 (2 1-1, s, CH,), 
6.39 (1 H, s, ArH), and 7.36 (5 H, s, 1%). 
Methyl 4-Benzyloxy-3-(4,6-dibenzyloxy-3-clzloro-2-mefhyl- 

benzoyl)-fi-unethoxy-2-methylbenzoate (2 1) .--The acid (20) (2.2 
g), the orcinol (14) (9.0 g), and trifluoroacetic anhydride (1  1 
nil) were allowed to react as before. After 24 h a t  room 
temperature, work-up and chromatography over silica gel 
with 5-15y0 ethyl acetate-light petroleum as eluant gave 
the benzophenone (21) which crystallized from dichloro- 
methane-light petroleum as prisnis ( 1.8 g), m.p. 167-1 68 
"C (Found: C, 72.0; H, 5.55; C1, 5.4%; M+, 650, 652. 
C,,H,5C107 requires C, 71.95; H, 5.4; C1, 5.457;; M ,  650, 
652), G(CDCI,, 90 MHz) 2.10 and 2.14 (each 3 H ,  s ,  Me), 3.79 
and 3.86 (each 3 H, s ,  OMe), 4.70 (4 H,  s, 2 x CH,), 5.08 
(2 H, s, CH,), 6.25 and 6.32 (each 1 H,  s ,  ,4rH), and 7.24 
(15 H, m, 3 x Ph). 
Methyl 3- (3-Chloro-4,6-dihydroxy-2-naethylbenzoyl) -4- 

hydroxy-6-unethoxy-2-mefhylbenzoale (22) .-Hydrogenolytic 
debenzylation of the O-benzylbenzoyhenone (21) ( 1.7 g) , as 
before, gave the benzophenone (22) which crystallized from 
methanol-chloroform as prisms (740 mg), m.p. 193.5- 
194.5 "C (Found: C, 56.6; H, 4.60/6; M + ,  380, 382. 
ClEH1,C107 requires C, 56.8; H, 4.5%; M ,  380, 382), 
G(CDCl,, 80 MHz) 1.81 and 2.01 (each 3 H, s, Me), 3.85 and 
3.87 (each 3 H ,  s ,  OMe), 6.02 (1 H,  s ,  D,O exchangeable OH), 
6.44and 6.58 (each 1 H, s ,  ArH), and 8.59 and 10.54 (each 1 H, 
s ,  D,O exchangeable OH). 

5-Chloro- 2, 3-dihydro- 6- hydroxy-4,6'-dimethyl- 4'- 
methoxy-2', 3-dioxospiro[benzofuran-2,1 '-cyclolzexa-3', 5'- 
diene]-5'-carboxyZate (23) .-Oxidation of the benzophenone 
(22) (670 mg) as before, and work-up after 30 tnin gave the 
pisadienedione (23) which crystallized from acetone-ether 
as prisms (600 mg), m.p. 150-170 "C with resolidification to 
needles, m.p. 224-228 "C (Found: C, 57.2; H, 4.1; C1, 
9.4%; M+, 378, 380. CIEHl,C1O, requires C, 57.1 ; H ,  4.0; 
C1, 9.35%; iW, 378, 380), G(CDCl,, 90 MHz) 1.79 (3 H ,  s, 
vinyl Me), 2.55 (3 H, s, ArMe), 3.88 (6 H, s, 2 x OMe), 5.52 
(1 H, s, vinyl), and 6.78 (1 H, s, ArH), v,,.(CHCl,) 1742 
(coumaranone G O ) ,  1 671 (dienone CEO), and 1 610 (C=C) 
ern-'; A,,,x.(EtOH) 284 and 330 nm (E 15 200 and 10 700). 
Methyl 2-Chloro-3-hydroxy-8-methoxy-1,6-dimethyl-l l-oxo- 

1 1H-dibenzo[b,e] [ 1,4]dioxepin-7-carboxylat.e (24) .-The 
grisadienedione (23) (500 mg) was heated under reflux in 
phenetole (37 ml) for 10 min under dry nitrogen. The sol- 
vent was removed by steam distillation and the residue was 
crystallized from dichloromethane-light petroleum forming 
needles (412 mg) of the depsidone (24), m.p. 226-228 "C 
(Found: C ,  57.15; H, 4.1; Cl, 9.3%; M f ,  378, 380. 
CIEH,,CIO, requires C, 57.1; H, 4.0; C1, 9.35%; M ,  378, 
380), G(CDCl,, 80 MHz) 2.37 and 2.54 (each 3 H, s, Me), 3.78 
and 3.90 (each 3 H, s ,  OMe), 6.12 (1 H, s ,  n,O exchangeable 
OH), and 6.66 and 6.80 (each 1 H, s ,  ArH). The methyl 
ether, prepared in the usual way (iodomethane, potassium 
carbonate, NN-dimethylformamide) formed needles (from 
dichloromethane-light petroleum), m.p. 240.5-241 "C 
(Found: C, 57.8; H, 4.05; Cl, 9.3%; M+, 392, 394. 
CloH1,CIO, requires C, 58.1; H, 4.35; C1, 9.05%; M ,  392, 

Methyl 

394), S(CL)Cl,, 80 RIIk) 2.40 arid 2.54 ( C W ~  :: 11 ,  S ,  RIC), 

3.78, 3.90, and 3.94 (each 3 H, s, OMc), and 6.66 (2  H, s, 
ArH). 
2- (4,6-Dihydroxy- 3-metlzoxycarbony l- 2-methylphenoxy) - 5- 

cJiloro-4-~aydro,~~f-6-tnethylbenzoic Acid (25) .-(a) Boron tri- 
chloride (100 nig) in dry dichloromethane (20 ml) was 
added a t  - 10 "C to a stirred solution of the depsidone (24) 
(35 ing) in dry dichloromethane (35 ml). The mixture was 
stirred at - 10 "C for 15 min and then worked up in the usual 
way. The acid ( 2 5 )  crystallized from methanol as prisnis 
(23 mg), m.p. 212-215 "C (decomp.) (27ound: C, 53.2; H ,  
4.0; C1, 9.196; M+,  382, 384. C1,Hl5C1O, requires C, 
53.35; H, 3.8; C1, 9.3%; M ,  382, 384), 6(CD,SOCD,), 80 
MHz), 2.07 and 2.28 (each 3 H ,  s, Me), 3.78 (3 H, s ,  OMc), 
and 6.04 and 6.35 (each 1 H, s, ArH). 

(b) Boron trichloride (640 mg) in dry dichloromethane 
(125 ml) was added a t  - 10 "C to a stirred solution of the 
grisadienedione (23) (280 mg) in dichloroinethane (125 nil). 
The mixture was stirred a t  - 10 "C for 15 min and at room 
temperature for 30 min. The usual worli-up gave the acid 
(25) as prisms (115 mg) (from methanol), m.p. 212-215 "C 
(decomp.). 
Methyl 2-ChZoro-3,8-dil1ydvoxy- 1,6-dil-nethyl-l l-oxo- 1 1H- 

dibenzo[b,e][l,4]dioxepin-7-cnvboxylate (neclzlorolecideoidin) 
(2).-The acid (25) (65 nig), dry toluene (1.0 nil), and tri- 
fluoroacetic anhydride (0.16 nil) were stirred together a t  
room temperature for 2 11. The solvents were removed 
under reduced pressure and the residue was subjected to 
preparative t.1.c. The major band gave dechlorolecideoidin 
(2) which formed needles (30 mg) (from clichloromethane- 
light petroleum), m.p. 237-238 "C (lit.,, 237 "C) identical 
(mixed m.p., mass and lH n.m.r. spectra, and RF values in 
three solvent systems) with an authentic sample (Found: 
C, 56.1; H, 3.4; C1, 9.8%; M+, 346, 366. Cl7H1,C10, 
requires C, 56.0; H ,  3.6; C1, 9.7% ; M ,  346, 366), S(CDCl,, 
80 MHz) 2.54 and 2.67 (each 3 H, s ,  Me), 3.97 (3 H, s ,  OMe), 
and 6.72 and 6.84 (each 1 H ,  s, ArH). 
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