CHAPTER III

EXPERIMENTAL

1. General Techniques

Technique
_Adso%bent (E. Merck), calcium

3%, 30g/60ml of

ide G (E. Merck),

e binder 10%, 35g/

Plate size
Layer thicknes{’;—————“*‘* = ,13

Activation !ﬂ ' = , ."Of~ﬂy minutes/heat at

110 Cgbr 1 hour

sysaum NEBINEAN Tecione om
RIAN T :J”i?i ok (11012} R

Distance :- 15 :em
Laboratory temperature : 25-30%C

Detection : : Dragendorff's spray reagent (72),

giving orange color
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1.2 Column Chromatography tCe)

Column : flat bottom glass column of 10 cm in
diameter
Adsorbent : silica gel 0.040-0.063 mm (E. Merck)

; *
‘Packing method

wet packing

Solvents

.o

a) chloroform : ethyl acetate (7:3)

1.3 Melti
Melting

Apparatus (Galle

1.4 Ultrs
Ultra \ \ trum was measured

on a Shimadzu Doub meter UV-180.,

rometry -

rum was obtained on

= QW TRV ﬂ“ﬁfﬂ“ﬁ‘lﬁ”ﬂ?’fma’ﬂm

FX 900 W(JEOL). Tetramethylsilane was used as an internal

standard and chemical shifts were reported on the ppm scale.

1.7 Mass Spectrometry
ﬂJhg~low resolution mass spectrum was obtained
on a Mass Spectrometer Model DX 300 (JEOL), operating at

70 eV. The high resolution mass s@ectral'study was perﬁf”
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formed on a CEC 110B Double Focusing Mattauch Herzog spec-

_trometer. The spectrum was recorded on Ionomet plates (def

posited AgBr) (Dupont Industries, Monrovia, California).

1.8 Elemental Analysis

Elemental analyses were performed on an Elemen-

tered, it was concentrat a syrupy mass on a steam bath.

after the ﬂ;ﬁm ?TE] ﬂw Elw-]“rr hen "partiti:oned

three timedlwith chloroform. The petrole ether~extract

s Q BRER SREUN TN B TR oo

p‘roce ure .

2.1 Screening for Sterols

The petroleum ether fraction was evaporated to
dryness on a steam bath. After the contents were ;ooled
to room temperature, it was used for the Liebermann-Burchard

test. The sample, 3 drops of acetic anhydride, and 1 drop
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of conc. H SO4 when mixed yielded a progression of colors

from blue to green indicating the presence of sterols.

2.2 Screening for Alkaloids
The chloroform fraction was evaporated to dry-

ness on a steam bath. After the contents were cooled to

of dil HC1l was added to
/ﬁ ion, the filtrate was
used for the prewn !es@kaloldal reagents.

The results were e 24 tive agendorff's and

room temperature, a small,

dissolve the residue.

Mayer's reagents

3. Isolation of @heg ~§5'veivi rom Aglaia pirifera

Hance Leaves

3.1 Extra#ti
Dried pow:: (3 kg) were macerated

three times fo-ﬁz,f@ag T )ds with Methanol (14 1, 13 1,
. :

\" porated under

reduced pressurijto glve a syrupy massELnd was fractionated

e R R
NG T R RN (1A

layers gwere separated pentane layer was evaporated

to give 155 g of pentane soluble residue. The residue

gave negative test for alkaloid, however, it gave positive
resultiwitb Liebermann-Burchard's test for sterols. 'Thie
matter was not further investigated. The-remain methanolic
fraction was_su5pended‘inweguél:volumeiOf”distillediwetér.

The aqueous alcoholic solution was exhaustively extracted
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Fig. I

(Extraction Procedure of Aglaia pirifera Leaves)

powdered leaves (3 kg) macerated in MeOH

tered, evaporated

n-pentane laye ; y ?ulwx leous layer

agueous layer

-'/c'”lszEtOAc-(7:3)a'

res1due

ALY ymmm@u i

alkalold Ag

L Mﬂ‘iﬂlﬂﬁﬂﬂﬂ’]ﬂ&l
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with chloroform to give on evaporation.lo,g of residue con-
taining crude alkaloids. The‘crude extract was subjected
to silica gel column chromatography, using CHCl3 ¢ EtOAc
(7:3) as eluent. One hundred and fifty fractions (20 ml,
each) were collected'and the column was washed with methanol.
examined on tlc were com-

t ﬂO gave negative .tests
and w@rded. Fractions

51-150 gave one Spo three tlc systems. They are : 1)

Those of similar fractio

bined and evaporated.
with alkaloidal r
silica gel G/dietly :1), 2) silica gel
G/chloroform : ety :'» i-‘iﬁii alumina/chloroforh.

The combined fracgio \ of pale yellow powder.

3.2 Purifi ';',_ ad ompound
The co f?;_:'fflwrya”'POWdeP was crystal-
lized in chloroform/ dsthyl- ier ‘which on recrystallization
yielded 1.55 : ;é:. rless prisms. “;;Vwas designated

)

as Ag and was s%ﬁse.. Ted ﬁ} N-cinnamoyl-2-(2-

methylppOpanoylam?n&) pyrroli dl

+. el UD mamwmm
QLRGN A a Dl

in diethyl ether, chloroform and methanol.

The following data were obtained on sample of alka-

loid Ag.

hRf values
‘a) 53 (Fig.5, Page 60) :

b) 26 (Fig.6, Page 61)
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c) 66 (Fig.7, Page 62)

Melting point

§ 64, 5=165.5°0

Ultraviolet absorption spectrum (Fig.8, Page 63)

A i (EtOH) 283 nm (loge= 4.20).

Infrared absorption speetrub gs 9, Page 64)

____i.eso, 1640, 1610, 1540,

1490, 1380, 1320 050

Nuclear Magnetlc * “4 \\

H nmr (90 n\\c Jr85.83H) a4 48

v (KXBr)
S :

(d, J 8, 3H), 195 ™ 1H), 3.46 (m, 2H),

6.13 (y )4 6.8 «+B0 (m, -BHY, .76

(d’i149 115 . (

136 rme (CD01q§§' 7591 Bec ) 165.85 (s), 142.71
(d), 135.07 (s,-_-—u-"-_wm-;—-~0-~w=fnuw )28.24 (d)y 118,49

e 1.
i
19,53 Cn) /75940 (iq)

spectﬂuﬂ ANYNINYINT

w/e Bos (W o antE 216 §2.19%), 215

o A RADIN SUNBTINGANE] o

50), 132 (+1.73%), 13%

e

(d)y 63.01 (d)9 0 o

¥, (t), 2riT3.Lt),

g
156 A3, 84A), 155 (38.61%, C8 15

(100%, 09H7Q), 130 (1.57%), 104 (4.37%), 103 (37.07%, CgHo) s

102 (5.36%), 91.09 (2.09%), 88 (3.40%), 87 (1.10%, C4H9N0),

86 (5.34%), 85 (59.66%, C HgNz), 77 (18.67%), 71 (3.99%,

H,0), 70 (10.31%), 69 (8.17%), 68 (7.32%), 57 (2. 88%) ,

56 (1.79%).
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Elemental analysis

Anal; Caled, .t C,71.305 H,7.74; N,9.78

Found 38y Tl SN R r 82 N L9738

Molecular weight

286

Empirical formula

C17%22N207 v

Specific rotat’io/
128
: a
[ ]D ;

5. The Picrate S

A solutio blving 57 mg (0.2

mmol) of Ag in a olute ethanol. Forty
five milligréms (0.2 ic acid was dissolved in

a small amount of akb ’he -cid solution was

poured into th{’z‘““““““’" Ve jﬁxﬁure was evapo-
rated to a smallﬂgolum‘ unde — tre:ﬂ of nitrogen gas.

After it was_left ©Owerni nt at @room temperature and the

rnioo w) UELADENIHET D Jorcee e
" AR AT TR TR
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