Dried and powdered bark (5 kgs) of casoria

graveolens was exbracted with benzene in Sozhlet apparatus
for 36 hours. The filtrate was cooled to voom temporature
ond then benzene was dietilled offs The gumy residus
(35 gua) obtained was dissolved in ether (~1.00 1itre).
The ether ar;lu;him was vashefl with if'}?fr ‘agueons HaOH
solusion (3 x 700 ml) and then with wabter $i11 newbtrale.
The newtral ether was dpied over anbydrous sodium sulphale
" aéﬁ it was evaporated to yield a gwmiy residue {( 11 gm)
which constituted the neutral port of the emizact (Part Al
| The alkell wached portion on acidification with
dilute hydrochloric acid (& 1 i) yielded a solidy which
wan sxtracted with ethers The ethéma’.!. solution eontaining
the aold part was woshed with water $411 acutral and dried.
The ethey aem‘éﬁ:m wog then estexrifisf with diazméﬁhane-_
The orude methyl estor (7.5 gn) obtoined after evaporation
of ether constituted the acid pard ti?arﬁ B) of the extract.



9he newtral purt (Pert 4) of the extract uas

disoolved in minimam volume of boncons and placed tn o
soluma of aluming (700 g denchivated with 30 m) of 10%
agueous seotie acld)s The chromntodgranm was doveloped with

polvonts oo shown in Table «850.

Berial Holvent

fractions

flegidue Helting

“Ho. 100 wl each point
L Patroleun ethey 1-3 951 -
2e Pats obhop-bonsene §el e P
: (481) . solid .
" Be Pot. cther-bensene 18mi? M1 -
(3:2)
4 . Pab. ether~benzons L3 Sol1d 120-24°
(213)
Be Pot. other-benzene 2827 b -
‘ {13@}

m'urther slution with more polar zmlvam did not yield

any solid matoerial.




nﬁ?ﬂw

i Luolation

Bxamination of fraction 6=12
0:1: i hc-:ame%anal.
Fractiong Gwif {Tabla - ?30} wers iw‘ivmua!ly

aompanyed in a ezl.m,le tal .e. pl ate, w‘za.eh showed a promi-
nent gpot with the sume R valugs Theas fmctione were -

cabined gnd crystalliced several :;imes Prom acetone
which afforded £lgky crysials of constont fep, 'hi-‘?‘a s

[O‘lﬂfﬁ". Dn the bvaais of gpectral dats and elemenbtnl

anolyois the compund wea ideati fied as i-hexacosanol.

~ Hoch of the féraa*%;ima tos 18-25 (Table = 5C) was
conpared in n Felete plgtﬁ whoi a;&; the fractions were
found Ho contelin o prouinent spot with the ssme Rp valus
(0.40 4n benzene as solvam;!. Thege fractions were com~
bined and cryataliised a@veml Simea with chlorofom-
methanol m;mum when £ine needle ehapsd arymmle e:i nole-
eular formula UonH500s @epe 185-37° ’ l@ﬂ - 54° ans ' |
obtninode Zhe aoetyl égr:hvativ&} of vme ea;mahal ,m&; found
%o be ddentical with an anthontic sample of A ~sitosterol
acetate (memepey GO~IRy TaleCeln
Igolation snd dfentification of the éﬂmmg&ds from
gcid pant (Fart B)

- The acid part aftor cstertification was dismolved

in mininum volume of benzens and was ohronsbographed

over neutral alumina {(4508n) .«
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foble = BL .
Chromatogrophy of the esterified profuct

Serial  Eluent Froction  Rooidue  Molting
"§o.ﬁ l 160 ml each Foint
1.  Petroleunn ether e 011 -
Be Pat. ethor-benze Doy 011 -
- (431 A 4
3 Yot. othor-bonzene edB - il -
(3:52)
4. Pet« ather bencens 16=325 S0lid . -
- {2138) | (450 ng)
B.  Pob. othor-bonsene  26-350 §11 -
(1:4) ‘

further aluﬁian viith mére:aélvant did not aff@ra any
golid material.

Ixaminat

n of fraction 16-55 (Tahle = 51)¢ Isclgtien of

ggggglAbetqlinate 28ar _ o
Practions 16-25 (Zable - B1) were Zownd to conbaln

the same cmﬁpaun& from telec, exp@rimént. fhe fractions

weéa, therefors, eémbin@&, The so0lid compound was cmysﬁa;

1liged ;t.f‘mm -«2}‘21@:9@?.{;@3;@%21&2101, which afforded crystallime—

aoli& m;@. 219~2093»Esz;'5°§ infraved Q@écﬁrum,shﬁwaa :

“he presence of free hydroxy group at 36520 cn™> ceter gro-



at 1710 om L, The ;pmauhca of an ercooyelic methylene
group vae evident from the oresenca of pasks at 3000,

1640 and 880 em'i; Elemental analysis ahowed the molecular
fornula to bo ﬂmﬁ@% o E}n' acetylation of the above com~
pound with acetic anhydride and pyridine an acetate of
mepe 200-1%y [ 5 1.5° wae forned. The nsetate was found
%o bs ldentical ﬁith on suthentic sample of neetyl ma%nyl
botulinate 252b by conparison (£2.8., meRep, ond Go-IR).
Thus the acid fraction of the plant contained betulinie

acide



~281~

Saction « C
Zxpeximentals o
me'.!.hiné pointe sye uncorrected. Petroleum ether
nead had beps 60-20%, Optical rotations were detemined
in chloroform. IR bpectra wers recorded in Becknon IR-20
Spactrophotonetor. | o
. ‘mgtreachion of the ﬁlanﬁ hna been described

aarlier (paga 276 of this chapter).

Isolation and identifiogtion of i-hexnoosanol.

Fractions 6-12 (ZPoble ~B0) were individuslly com-
pared in a 8ingle belece plato, which showed a prominent
syoﬁ with the sane By valuse. These fyactions were combined
and crystallised seversl timesz Lrom peetones uhich afforded
floky crystalgy MebDe 'Z%S-'PQQ; [0(131'099 Blemental analysia,
found G 61448, H 13.06%; Unlculated U 81.69, H 14.13%.
® s VI 5550 en™, UV + no absorptien above 220 wm.

Acetylation of 1-hexncosanol.

scatylation of the compound (A0 - By, 1:1) in
the usuel manuer snd purification of the -compound by
exyatallisation from methanol afforded crystals Of m.p.
68692o(] = 0% Tt wae found 0 be identical in taleow,
Mape and Lers with an anthentic samnples of 1l-hexscosanol
acotates glamantal analysis, found ¢ 78.96, H 15.865,

ealonlated for OggHsgly © 7912, H 15.285.



Practions (18-23) {2able = 5O) wore combined and
on repeated oryutzllication Irom chloroform-methanol
mixture yiclded silky solicz; 'm.p-.:‘ 135@-:’560 E?\] ~36°,

Zlemenial apalysioy Lound Q G488, 11 11,8853 ﬁaleula‘teﬂ
for 6.39350{7, G 85,98, H 12,155« Hixed meps with suthentie
sample showef no depression, | |

‘j.“ir.s,a compound (0.40 gm) wes acetylated with By -
caep® {131) i the usnal ways Ths agetate on orxystallisa-
bion had mepa 124&“26@.- EP‘_—]@ -:-346.* Hixed meps with authentio
sanple she;awaa x&a ﬂegms&iéﬁ; Co~=IR with an muﬁh@aﬁia sampleg
wag in complete agroement. Elemental analysis, found
¢ 81,18, H 11,32%3 calcnla‘kad for Uz H5a0p s G 81452,
H 11,48% «

Jeolation ol of :
S0148a obiained fmm fﬂaawun@ 1&:-25 uabi& - al)

wore coubined sud on repsated crystellisation from 'a
niztuare of ,hlam Jorn and mmhﬂmal afforded ahining,
aalauﬂma, needle shaped ory stﬁlm of mothyl .betulindté
262hy mepe 220-28%,[01 +1.4 « Elemeatal analysis, found
¢ B33, H 10.80%; caleulated for © O3qli50 050 & 19,40,

H 11.715%. UV $ no sboorption dn the reglon 220-300 ame
nujol e ' -

s V0" 3520, 3030, 1710, 1640, 560 on te O0-IR
with an antheatic 2ample of methyl betulinate was. in



‘complete agvesmonbe

/

scetylation of methyl vetylinate 282a4 Isolation of

v3 methyd m IM 2520

?“{aﬂa@l bosulinate 25 2628n (100 mg) was ae‘*etylated
wi‘th prridine (1 01} aud acetic anhydride (1 nml) ia
| uaual Hanners @he golid obtained was purified hy erysta-
'-vniam;ﬁ.m fmm em@mfammmatmael to afford fine erystols .

of :a.p. nag..,g v Pound O ???‘3'?, bi 1(:}.107@3 caleulaﬁeéi Lor
, ; ‘:}33‘{}" ; ‘rx; ?7.3‘ : ) H 16.15}‘; 8





