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(with isotopic ion peaks at M + 1 and M + 2 in accord with 
5. IR, UV and NMR spectra of 3-S were identical with those 
of authentic sample& 
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Plant. Labaria pulmonaria (L) Hofhn. (Stictaceae). 
Source. The lichen, growing on chestnut tree bark, was 
collected in September near Gallicano (Lucca, Italy). Pre- 
l;ious work. Arabitol [l J, gyrophoric acid [2], stictinic 
acid [33, thelephoric acid [4], proteins [S], transa- 
minases [6]. 

Present work. The dried material (1.3 kg) was extracted 
with light petrol for 40 hr and the residue obtained on 
evaporation (178 g) was worked-up in the usual way 
,c71. 

Constituents. Percentages of compounds with respect 
to the dried plant: aliphatic hydrocarbons, 005; ergoster- 
01 (mp 1%160”, [z]n - 132”; acetate, mp 172-175”, 
[z]n - 935”), QO8; fecosterol [8] (mp 134-136”, 
[z]n + 455”; acetate, mp 137-139”, [z]n + 35.2”, M+ 
440). O-09; fatty acids, @96. Relative amounts of aliphatic 
hydrocarbons (%, GLC): C,,, 7.5; C,,, 1.3; C2,, 21.5; 
C2s, 9.7; Cz9, 32.6; CJO, 7.9; C3i. 19.5. Relative amounts 
of fatty acids (“A. GLC of methyl esters): lauric. 02; tride- 
canoic, 06; myristic, 1.1; tetradecenoic, 05; pentade- 

canoic, @6; pentadecenoic, 1.5; palmitic, 51.3; palmito- 
leic, 03; heptadecanoic, Q5; heptadecenoic, 02; stearic, 
3.2; oleic, 204; linoleic, 13.5; hnolenic + arachidic, 1.5; 
gadoleic, 2.5; behenic2Q 
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Bark of the common ash, Fraxinus exelsior L., is initially, the glucoside haxin (2) [2,3] and the aglucones 
known as a rich source of trioxygenated coumarins [l]; fraxidin (3), isofraxidin (6) and fraxinol(9) were identified, 
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Froxidin d-O-fl-ngtucoside tqtrmcetate (5). Acetylation of 
(4) (50 mg), bve a colourless syrup (80 mg). The compound 
was purified by chromatography (Et,C&EtOAc, 85:15), fol- 
lowed by passinq a CHICl,-soln through charcoal and thor- 
ough drying; [a&,* -37” (c 04 in EtOH); UV-spectrum: E” 
230 nm (e 17.8Op). 294 nm (e 8.300), and 343 nm (e 6.500). ‘H 
NMR spectrum: 760 and 6.33 ppm (d’s; 52,3 95 HG H-4 and 
H-3). 673 ppm (s; H-5), 55&5.10 ppm (m; H-l’, H-2’. H-3’. 
H4’), 4.21 and 4.13ppm (dSs; H-6’ and H-6”) 3.95 and 
3.89ppm (s’s; 2 x OMe), 3.75 ppm (m; H-5’). 2.11 and 
2G3ppm (1 and 3 OAc). Found: C, 54.15; H, 5.34, C2SH2s0,d 
requires: C, 54.36; H, 5.11%. 
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In previous papers [ 1,2], the structures of the new ace- 
tylenic compounds, 1+X’-methoxyphenyl)-2,4-hexadiyne 
(o-methoxycapillene) and capillanol in the essential oil 
of Artemisia capillaris Thunb. have been described. We 
now report a new acetylenic hydrocarbon, norcapillene. 

The compound constitutes ca 0.1% of the essential oil 
and was isolated by preparative GLC, using Celite 545 
as the stationary phase. The compound analysed for 
C, ,Hs, ai” 1.6364. IR spectrum shows -CZ- str at 2220 
and 2240 cm- ’ (W), aromatic str at 1595 and 149Ocm-’ 
(M), aromatic adjacent 5H drf at 755 and 690 cn- t (S). 
These data indicate that the compound is a aromatic 
monosubstituted hydrocarbon, with a C,H, unit, whose 
structure Ph(CzC),Me (1) was elucidated from the NMR 
spectrum. This shows signals for 3 protons of meth 1 

I! group in the a-position of the diacetylene bond at SE,? 
198, as a singlet. The 5 protons in the benzene ring 
appeared as a broad singlet from 6 705 to 7.55. Cortse- 
quently, the splitting pattern of the signals in the NMR 
spectrum appears to be in conformity with 1 for norca- 
pillene. It had a UV spectrum almost superimposable 
with that of synthetic I-phenyl-1,3-pentadiyne [3-6]. The 
formation of this phenylacetylene had been reported by 

l Presented at the 18th Symposium on Chemistry of Ter- 
penes, Essential Oil and Aromatics, of Japan, Chiba, 1974. 

H. Taniguchi et al. when I-phenyl-l&pentadiyne and 
KOH in ethanol were kept under N, at CCI 0” for 3 hr. 
The MS spectrum was also compatible with this struc- 
ture. Besides the molecular ion peak at m/e 140 (98.2%) 
the other significant peaks discernible were at m/e 139 
(M+-H, lf@-0%) 138 (M+-HZ, 13.5%). 114 
((&-C&-C&I-I)+, 29.8x), 113 (&-CK-C=C+, 11.5%) 
89 (7.20/,), 88 (7*3x), 87 (lQl%), 63 (13.70/,). Norcapillene 
was catalytically hydrogenated over PtOz in ethanol to 
give octahydronorcapillene, which was found to be iden- 
tical with amylbenzene in all respects (IR, NMR, MS 
spectrum). 

ExPERIMENTAL 

Plant material and oil retnovol. A. cupillaris was harvested 
in the suburbs of Osaka-Fu in October 1973. After steam dis- 
tillation of 1lQkg of the stalks and leave& 88.3g (@803x) 
of the essential oil was obtained by the extraction of the distil- 
late with Et,0 and by the evaporation of the solvent under 
N,. 

Isolation of norcapillene. Ten g of the essential oil was chro- 
matographed on activated alumina (6Og, 300 mesh, a glass 
tube of d = 1.8 and 1 = 5Ocm) with n-hexane to elute the 
terpene hydrocarbons. Subsequent elution with C,H6 gave 
norcapillene which was then isolated by prep. GLC (Car- 
bowax-20M 5%, 80-100 mesh, 4mm 3,CXlm. He 05 kg/cm’). 


