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Source of Plant Materials

The bark of Erythropi Crni‘h var, puberulum Craib
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Activation : alr dried for 15 minutes and then at 110°C for 1 hour.

Adsorbent

Solvent system t 1) silica gel (G + GF) / cyclohexane + chloroform +
diethylamine (5 + 4 + 1)
2) silica gel (G + GF) / cyclohexane + chloroform +
methanol (3 + 6 + 1)
3) aluminium oxide ( G + GF) / cyclohexane + chloroform +

diethylamine (5 + & + 1)
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4) aluminium oxide (G + Gl-t) / ether + ethanol +
diethylamine (98 + 1.5 + 0.3)

5) aluminium oxide (G + GF) / benzene : chloroform
(1 :9)

6) aluminium oxide (G +GF) / chloroform : methanol

as dark spots on the
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ﬂ 4 m ﬂgﬂﬁ"w BT distilled water

were addeg and used as spray rea ent The alkaloids
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Column size

Adsorbent

reagent.

Column Chromatography

: Semx 50 cm

t aluminium oxide meutral, activity IIT 0.063-0,200 mm

(E. Merck).
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Packing 1 adsorbent packed dry into the ¢olumn.

Adding of alkaloidal material to column : crude alkaloid was dissolved
11?, small ais;:lu:nt of organic solvent, mixed with small
quantity of n&mhent, air dried, triturated and
added onto the top of a dry column.

Solvent H
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Collection of eluate
Examination of eluateg
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1) Ultkhviolet abanrptiuu spectm was obtained w:[th a Shimadzu
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%) Infrared absorption spectrum was obtained with a Perkin-Elmer

The value recorded !

283 Spectrophotometer.

3) Nuclear magnetic resonance spectrum was obtained with a HA-100
Instrument in deuterochloroform, using tetramethylsilane (T,M.S.) as
internal reference.

4) Mass spectrum was determined on a Hitachi Hi-Resolution Mass

System at 70 eV with inlet temperature 130°C

st Melting Paint Apparatus.
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Extractfon and Isolation of Alkaloids from the Bark of Erythrophlesm
teysmamii Craib var. puberilwn Craib

A. Extraction of Crude Alkaloid

The dried coarsely powdered bark (8.0 kg) was moistened with

3 liters of 5 % sodium carbonate solution overnight. The moistened powder

was then macerated with dichlg

\‘9\

.mQ&r reduced presspure and

-'ﬁ\a The total crude extract was

(20 1) for three days and filtered.
The marc was remacerate =
filtered. The filtravess
combined to yield the
dissolved in _glacia- L then poured into warm
distilled water to gi n (6 1) and the insoluble
materials were remove iaselguhr. The filcrate
was shaken with ether sther layers rejected. The
acidic layer was coole night and made alkaline,
(pH about 8), with strong e W The alkaline solution was
extracted with ch arofor . i and the pletav extraction was

controlled with D £ 1=t _ om¥ined chloroform extract

was washed with distilled water, dried over aydrnua sodium sulfate and

evapunited uﬁuﬂ% wﬂﬂeﬁ"wmﬂﬁ a crude alkaloid

(3.8 g). Theérude alkaloid cuutainasd u least ten alknlaidi as indicated
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Neutral aluminium oxide (activity I, 350 g) was deactivated with
distilled water (15 ml) to give aluminium oxide activity III. The moistened

aluminium oxide was packed in a column (5 em x 50 cm). The crude alkaloid
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(3.5 g) was dissolved in chloroform (10 ml) and adsorbed on small amount
of aluminium oxide activity TII. It was air dfied, triturated and packed
onto the top of aluminium oxide activity II1 column. The eluates were
collected in 20 ml fractions. The various fractions were analyzed by
using silica gel (G + GF) | cyclohexane + chloroform + diethylamine

(5 + 4 + 1) tlc system.

tography of the crude alka

Thin laye

rude alkaloid
Tube Solver
petroleuw Remark
No. | benzene+¢
1-B0 no alkaleid
81-150 no alkaloid
151-210 <3S ——.—=_ trace ‘of alkaloids
211=-315 . I {.,'J. KSI as main alkaloid
316-330 " 2..’3 '5 KSI and the mixture
ﬂuﬂqwawﬁw Y, o s
331-390 B+o0+1 Wtute of three
R8N T ‘um*‘; wma B epsns et
33-1-#&91 2 % methanol in ‘ mixture of three -
chloroform amorphous allmlqids

ik
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Fraction 4 contained one alkaloid and was concentrated under
reduced pressure to dryness, dissolved in chloroform (1 ml), mixed with
diethyl ether (15 ml) and allowed to stand in the dark for 24, hours.

White prisms were obtained which were washed with diethyl ether. Drying
the alkaloid in desiccator overnight yielded 160 mg of alkaloid designated

as KS,.

sse Norerythrophlamide

KS, was ob o d i siuidte prisus. o L s soluble in chloroform,

:d with the following systems:

a) silica gel . 4+ chloroform + diethylamine

(5 +.4 +

b) sili g*‘—\ ‘;l oroform + methanol

{3+1} ’.J

¢) aluminium@xdde (G + GF) ¢ chloroform : methanol (98 : 2) = 77

o BN BT WDt 0 9 -
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'I'he thin layer chromatograms of alkaloid KS, are shown in Figures

14-18, pp. 66-70.

2. Melting Point

167°-168°C (uncorrected)
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3. Molecular Weight
435 (mass spectrometry)
4. Ultraviolet Absorption Spectrum (Ethyl Alcohol)
lm 214 nm
3. (Potassium Bromide Disc)
Vmax
‘ up of C -clrhomethnxy}
njugation)
ted amide)
6. hloraoform at 100 MHz in
4 Values (ppm)
§ (ppm) 3-:;
I (3 H, d,J 7 Hn)
ﬂgggmmw Iy
y B
A9 Mﬁmww Wﬁ‘l"fﬁ‘ﬁ
3.71 (3 H, s8) ~COOCH,,
5.90 (1 H, 8) olefinic .

7. Mass Spectrum

m/e (Z) 436 (34), 435 (', 100), 376 (23), 362 (16), 361 (41),

360 (33), 301 (13), 283 (7), 183 (15), 109 (14), 107 (10),

91 (21), 81 (11), 74 (22), 69 (13), 57 (14), 55 (12),
53 (11), 44 (14), 43 .(9)
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Ks, 1s identical in ultraviolet, infrared, nmr and mass spectra
with the identified norerythrophlamide spectral data from Erythrophlewm

ivorense A. Chev. and E. chlorostachys Baill. (Cronlund and Sandberg,

1971 and Loder et al., 1974). It ie therefore concluded that KS, is

1
norerythrophlamide.
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