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Pflanze. Umbilicaria cylindrica (L.) Del. Herkunft. Leg.
H. Ripperger, CSSR, Vysoké Tatry, Slavkovsky Stit,
1300-1600 m ii. M, Juni 1974, det. S. Huneck, Juli 1974.
Bisherige Arbeit. Uber Zucker [1]. Jetzige Arbeit. Aus
U. cylindrica wurden neben einer nicht identifizierten
Verbindung C;oH4sO Lichesterin [2,3] und Ergosterin
isoliert. Beide isomeren Sterine zeigen charakteristische
Intensitiitsunterschiede der Peaks in den Massenspektren
[3]. Wihrend Ergosterin hiufig in Pilzen und Flechten
vorkommt, ist Lichesterin bisher nur aus Xanthoria pa-
rietina [2], Pseudevernia furfuracea [4], Leptosphaeria
typhae [3], einer Mutante von Saccharomyces cerevisiae
[5] und aus Chlorella ellipsoidea [6] bekannt.

EXPERIMENTELLES

U. cylindrica (169 g lufitrockenes und gemahlenes Material)
wurde 16 h mit Et,O extrahiert, der Extrakt eingedampft und
der Riickstand mit 14 proz, MeOH-KOH 2 hr unter N, unter
Riickflu} verseift. Das nach tiblicher Aufarbeitung resultier-
ende Rohsterin (025 g) wurde an 20 g Kieselgel chromatogra-
phiert: nach 60ml Benzin und 70ml Benzin-EtOAc-Benzol
(90:5:5) eluierten 220m! Benzin-EtOAc-Benzol (85:10:5)
nacheinander 1 mg Substanz mit Schmp. 150-155° (aus EtOH
Nadeln) und Summenformel C,sHy 50 [MS 70 eV m/e (rel.
Int): 412:3709, M* (39), 3973462, M — Me (21), 328:2752,
C,3H;360 (48), 2852227, C,0H350 (100), 269:2265, CyoH;s
(18)], 15mg Lichesterin vom Schmp. 132-137° (EtOH) und
[2]3° ~327° (CHCly; ¢ = 0-64) und 11 mg Ergosterin vom
Schmp. 145-153° und [«]3° —124-8° (CHCl;; ¢ = 0:67). Das
aus U. cylindrica isolierte Lichesterin ist nach MS [2,3][70
eV mje (rel. Int): 396:3386, M* (79), 381-3136, M — Me (6),
3633039, M — Me — H,0 (100), 353-2844, M ~ CH(Me), (2),
3372891, C,sHj; (8), 2712065, M — Seitenkette (21),
2531958, M — Seitenkette — H,O (16), 217-1584, C,sH;,0

(12), 211-1484, M — Seitenkette — Ring D — H,O — H[7]
(12)1, 'H-NMR [2][100 MHz, CDCl;, TMS, & 0-67 (s, C-18),
(-82 {d, J 7 Hz, C-26), 084 (d, J 7Hz, C-27), 092 (d, J THz,
C-28), 103 (d, J 5 Hz, C-21), 1-18 (s, C-19), 2:27 (m, 48-H), 235
(m, 4-H), 253 (m, C-7), 3-55 (m, 3o-H), 521 (m, C-22, C-23),
545 ppm (m, C-6)] und GLC (1% SE-30, Gaschrom Q, 1'5
m x 6mm, 225°, 60 mi N,/min) identisch mit authentischem
Material [2].
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Plant. Dasya pedicellata var. stanfordiana, a mixed col-
lection of @, 7 and . stages collected April, 1974, Isla
Angel de la Guarda, Gulfo de California, Mexico. Pre-
vious work. none.

Present work. The CH,Cl, extract of the air-dried and
finely ground algae (0-50%; dry wt) was chromatographed
over silica gel (Davison grade 62). The CsHq—Et.O
eluate (1:1) gave p-hydroxybenzaldehyde, mp 114-116°
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(CCl,) (0-005°;) which was identical to a commercial
sample as determined by NMR, IR and MS comparison.
Continued elution gave p-hydroxybenzyl alcohol, mp
115-116° (0:002%) also identical in all respects (NMR,
IR, MS) to an authentic sample. p-Hydroxybenzaldehyde
appears to be the active component of the extract, which
shows moderate antimicrobial activity against Vibrio
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Candida albicans, and Staphylococcus

anguillarium,
aureus.
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Plant. Tecoma radicans (L.) Juss; Source. Lafayette
County, Mississippi, USA. Previous work. Carotenoid
flower pigments [1], boschniakine [2]. Present work. The
dried, ground leaves (3-6 kg) were extracted by percola-
tion with EtOH. After removal of the solvent, in vacuo,
at 40° the residue (235 g) was partitioned between 2%
HCl and CHCIl; to give basic (7-8 g) and non-basic
(210 g) fractions. The non-basic fraction was fractionated
by standard methods into neutral (982 g), acidic (48 g),
and phenotlic (57-0 g) fractions.

Neutral fraction. Chromatography over silicic acid and
elution with light petrol gave an alkane fraction which
crystallized from MeOH (23 mg); mp 61-63°; &8 cm™!:
2940, 2870, 1465, 1380, 730 and 720. GLC on 160 cm
column of 3-0%, OV-101 on Gas Chrom Q (80-100 mesh)
showed the mixture to be composed primarily of
C,3-Cs, n-alkanes; Cy; (677), C,4 (13), Cy5 (10), Cy (4),
Cy1 (12), G35 (9), Cy (30), Cy, (10), C5, (15). The identity
was confirmed by GC-MS.

Elution with light petrol-CHCI; (4:1) afforded a frac-
tion which was rechromatographed over silicic acid. Elu-
tion with light petrol gave squalene; Voo cm™!: 2990,
2940, 2870, 1670, 1440, 1375, 1105, 985, 890 and 830;
MS: M+ m/fe 410 (7%), 395 (10%), 367 (3), 341 (10),
149 (40) and 136 (100). Direct comparison (IR, MS,
NMR) with an authentic sample confirmed the identity.

Elution with light petrob-CHCI; (2:1) gave a fraction
which was rechromatographed over silicic acid. Elution
with light petrol-CHCl; (7:3) afforded an n-alkanol frac-
tion which crystallized from light petrol (14 mg); mp
82-83°; v&Br cm ™ 1: 3400 (broad), 2940, 2870, 1465, 1060,
730 and 720; GLC of the TMS ethers on 160 cm column
of 3% OV-17 on Gas Chrom Q (80-100 mesh) showed
the mixture to be composed of C,5-Cy; n-alkanols: C,s
(3%), Caz6 (4), Cy7 (21), Cy5 (46), Cyg (14) Cap (7), Csy
(3). The identity was confirmed by GC-MS of the TMS
ethers.

Acidic fraction. Chromatography over silicic acid and
elution with light-petrol-CHCI; (1:1) gave salicylic acid
(45mg), mp 155-156° (light petrol); vercm™': 3000
(broad), 1655, 1612, 1580, 1485, 1440, 1295, 1250, 1210,
1160, 1030, 760, 695 and 660. Direct comparison (mp,
mmp, IR, MS) with an authentic sample confirmed the
identity. Elution with light petro-CHCI, (3:7) afforded
3,4,5-trimethoxycinnamic acid (15 mg), mp 123-5-124-5°
(light petrol-EtOAc); WErcm™!: 3000 (broad), 1690,
1625, 1580, 1500, 1450, 1400, 1330, 1285, 1250, 1200,
1120, 1000, 980 and 830. Direct comparison (mp, mmp,
IR, MS) with an authentic sample confirmed the identity.
Elution with light petrol-CHCI; (1:4) yielded ferulic acid
(65mg), mp 167-5-169-5° (light petrol-EtOAc);
B cm™!: 3460, 3000 (broad), 1680, 1620, 1590, 1510,
1435, 1275, 1205, 1040, 940, 855 and 805. Direct compari-
son (mp, mmp, IR. MS) with an authentic sample con-
firmed the identity.

Elution with MeOH-CHCl; (4:96) afforded ursolic
acid (135 mg), mp 257° (EtOH); v cm™!: 3460 (broad),
2945, 2895, 1690, 1450, 1380, 1370, 1030 and 995. Direct
comparison (mp, mmp, IR, MS) with an authentic
sample confirmed the identity.
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