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delting poiate are uncorreeted. The potroleus other used
throughout the iavestigation had bepe 80-80%, AlL optical rotes
tions were nmeasured ia chloroform solution. WIR spegtra were
dotor:ined on Varian A-60 speotremstor. :he L.i. speotra were
recorded in Beokmana I.H. -20 spectrophotometer,

Aolabion od Lhe o.iEohew oibeX
FURUT) LTS -V

Irded aad powedered bark of Finlaysoais Jbovata sall
(B kg) wap extracted ~1th petroleun eother in a soxhiet apparatus
for thirty hourse. The petroleun sther extract was concontrated
and the mase obtained (6 gn) was subjected to chronatogmachy over
& column of 360 gme aluning deactivated with 14 =l 105 agueous
acetic aodd and the follo.ing ‘Feotiocns were Oollogted.



Lable 111
Mraction Glusat collegted lesidue on
Hoe (250 m1 ava
i ‘etroleun other 1-3 irace odl
‘etroleoun other &=5i olié

Marthor elution vith =ore polar solveants d4id wot alford oy
solid naterial.

‘paction Mo, 2 (table I1I) on ecrystallisation fron chioro-

form-nothanol nixture yielded orystale of W. Laneol acetate
mepe 218-220°,

lrdroiyeda 24 seogl agotate uith sotbesalle aliald

200 mg of the organic ocompound was refluzed for 4 hours
with 105 methanglic potassiua hydroxzide, The maes was coucentrated
and was thea poured into cold water when a solid was obtalned, It
wae separated by riltration and was washed to rexove free alkali,
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fhe mase on crystallisation (ron acetons-nethanol aixture gave
Lupeol mepe 218-14°, (4 ) 27° (amp uadepressed).

ssetylation ol she alcobols Luoeel?

200 mg of the aloohol wae dlssolved ia 2 al pyridine,
2 ml of mootic anhydride was added and the aixture waes heated
on a waterbath ‘or about 4 hours, After usual work up a solid
wae obtained which on opystallisasion from chlorefom-nothanol
gave back the original acetate, Lupeol acetate (map undepressed).

Bemeavlation o, the slcabol’

200 ng of the aloohsl vwas beasgylated using bensoyl
ehloride and yridine, After usual work up, & solid of 2epe. 209~
74" uae obtalned,

isplation and Adsalificakion of [ -aitogterel sad Ureclic acld
Lxog the bonsepe exiract 9. Shie bari of ilmlavsonis JRoVASS UL

The mase left after the extrasction with potrolews other
wne extracted with benseme in a sozhlet apparatus for tweatyfour
houres The benzene extract was subjected to distillation under
rofuced pressure when benzene wae distilled off. The residue was
talen up in other, washed with aliall (4 z 200 ml) and then with
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wvater t1l1l the ethereal solution was found to be neutral. The
neutmal ether layer was then dried with anhydrous sediun sulshate
and then the ether was d1stilled off when the neutral part of the
bensene extract wee lefts This was subjeoted to chronstograchy
using deactivated alumina,

The alkali washing of the beasems extract was acldified
with dilute hydrochlorie acid and wae then extraoted with other,
The ether solution was washed with water to aaike it neutmal and
wae then dried over anhydrous sodiue sulphate. The solvent was
then removed hen a roesid al mee wae obtained,

hropcsorxaly oL Whe BeIrel Cart oL Whe DeREeRe QELEAGT

The mass obtained (3 gn) wae chromatographed in & coluan
of 130 gn slunine desctivated «ith 4,9 21 10) agueous aoetic acidd
and the following {racticas were colleoted,

Labla J¥
'!:-ﬂha Lilnent mutln esidue on
. R-o al sach)
i ‘etroleun other L=3 irace oil
2 ‘atro ethers onsens 4-6 Hil

411,

Jontdeee



iakle X
‘raction iluent esidue o
Noe eoll ﬂm&
(100 ml eaoch)
3 “etrolew" etheriiensone 7-16 Joldd °
(Seg) (mepe 188-132)
4 otrolean (owl-n. i7-%0 irace odd

further elution «ith more polar molvents 414 not afford any soldd
mterial,

‘rostions 7-106 (table 1V) were coabined and the aixture vwae
crysta lised rom chiorofora-methamol nizture wvhen corystale of
[ -attosterol were obtained mepe 156-7°, ( )y -34",

sestviation of [ -odtootesels
200 mg of the compound wao tacen ia 2 =l yyridine. Thea

2 ml acetic anlyiride was added nad the nizture was heatod on &
waterbath for 4 hours, /fter usual work up and orystallisation,
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the mese obtained wae found to be identical with | ~sitosterel
scotate (mmp comparison) mep. 129-30%, (&)’-ﬂ.-

Zrsatment of the 20id oart Lron she Densons GKTMGE'

The aeld part (4.5 gn) wae acetylated by the usual pro-
codure using acetie anhydride and pyridine and the nase (7 ga) was
chronatographed weing 420 gn alunina desctivated with 17 al of
105 aguecus scetio acid, lhe following ireetions were colleoted.

fable ¥

;‘:utm ~lusat - raction sealiue ou

B avaomtion

z.. ul each)
1 "otroleun ther 1o irace o1l
b4 notaur _therilenssns 4 68 LR
4n)

3 fumuﬂuar.am T a1
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iabla ¥
Peaction Zlusat feclidue on
al each)

- s -— = - e vy e e
4 otnur “thoriblen.ane RS § Ml

213)
8 "etrolean thoertbaacone 15-186 Hi

(1s4)
6 Lensene 16-10 asl
4 lonsene i ither 19-31 Jelid

(4s1) ap B7-290%0

"urther slutisn with =ore solar solveate 444 sot give agy eolid
material,

The s0li? obtained (frections 19-31, Table V) was cxysta-
lised fron chlorelorneuothanel aixzture when oxystals of Cgliggl4

were obtained mep. 298-87,
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lydrolyeis of the asetate Gzolpoigs

500 mg of the acetate was ref . uxed with 10/ sethanolie
EOH on a waterbath for about 8 hours. The solveat was removede. The
nass was then poured iato water, a solid was obtalaed which was
tacen up in other. It was washed to romove Ifree alkali, dried,
orystallised from methacs) when 300 ag of the aleohol 0’0!..0.
nepe 207-88° («L)n 72° was obtained.

Amalysis Levort:
Found s Uy 79,005 H, 10,085
Cale. for 0‘,%05 » Uy TGe03 Hy, 10,605

Jzidation o the aleohol M&‘

A solution of the alocohol (200 mg) dissolved in pyridine
(0 W, vas added to & ohroniun Srioxide-gyridine cosplex propared
fron pyridine (2 ml) and chronfun triczide (200 ng) sad the aixture
wae kopt at room temperature for rifteen hours. ihe erude product

obtained by workiag up in the usual manner was cryatelliced when
¢1B gn of Cyolggly Meve 277-75° was obtained.




Asmglyeis levort:
Ffound: v TOeOL3 Hy 10,380
Cales for OgyH, Ou Gy TOe2By Hy 1042054

% refuction of the acetylated coapound m‘l"

The acetylated conpound CgzollegOs (150 mg) dissolved in
Gry THPF (25 ul) vee added lithius aluniniun iydride (100 ng) and
the renction nixture waes heated on a watarbath for fouwr hours.
‘hen the resction was complete, execess of ldthiun alusiniun hydride
vae decomposed carcfully +ith modet ether and thea a saturated
solution of sodiun sdphnte was added, The ethereal solution was
uashed with water and was dried over anlydrous sodiun aulphate.
\f'ter removal of the solvent & solid residue (140 mg) wao obtalned,
vhieh was chronmatographed over alusinma (10 gn) deactivated with
Uesd ml of 10/ ajueous aootic asoid.

sakle YL
| A e =
L‘l.uﬁ‘ Jluent ‘raction desidue on
(g ml each)
i “etroleun - ther i-2 #il
2 otro “therilonzone 3-4 Nil

4s1)
Contdee
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2able Y1 (Contd..)
:.M!.u Llueat m 21:- an
F 50 ml each)
3 otrolog. Ltherilensone 5~-6 i
4 ﬂnhr ther: sen:ene P 4il
£13)
6 utnur stheribensene =30 a1
4

3] o ene 1116 olid

ap 280-8°

farther slution 1th more colar solveate 444 not allord any soidd
mmterdal,

“raotions 11-16 (table VI) were conbined and the residue

was erystailised from methanol <hen orystale of Uy Heov, @p 230~
31°, (L )y 70° vere obtainsd.

Analysis Aeports
ound s Gy 814203 Hy 1142385

Calee. for ﬂw'uﬂ" Up o393 Hy 1led0p
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The AN refuction produwt was found to be ldentical with
vvaod® (no =mp depresston).

Acetylation of Uvesl, mﬂ"

200 ag of the conpound vwas dissolved ia 2 nl gyridine.
This wae treated «ith § ml acetic anhyiride sad the mixture was
heated on a waterbath for § houwras. Vorking wp in the usual nanger
folloved by orystallisation fron a sixture of chlgoroform and aethanol
yielded oryotale of Aissetate Ogglls O w 187-85° ({) ®°

Amiyeie leports
founds Oy TP.45) 1, 0.3
Jale. for oun“o‘ ' Ug TP B0y Hy L0300

~erbensolg sold titration uith Uvapl diacetater

To a solution of the eonpound (041501 gn) ian chioroforn
in & 3 =« volusetric flack wac added a solution of perbeasole
acdd (8 ml) aad the volume wae made upto 26 =l with chlergfora, A
similer blan: solution of perbeasoic acid (8§ ml) was prepared in
e 25 m volumetrie flask, Aligquote (& al) of the above two solutions
wore titrated separately at regular iatervale with Wb

so@iun thiosulphate solution, Ho differens in titre value wae



obaerved cven alter Swentyfour hours,
attenpted lwirogenation on the diacetate’

To uvaol discetate (B00 mg) dissolved in otlyl scetate
(40 ml) vae added 107 paliadiunm on charcoal catalyst (100 =2g) and
the nixture was stirred at roon terperature in an atsosvhore of
hydrogens do absorption of hydrogen took place even alter oix hourse
It was then Tltered and the filtrate wae evaporated So dryness., Ihe
residue mp 166-6" (190 ag), on orystailisation fron chloroforn and

ewmlmrheomtnanwﬂmbuﬂhhm
in ite map sith uvesl Adlscetate,

Leterification ol the nctyhu‘ oo pound Vet
R T R— e — . A S —

1.0 gn compound was dissolved iu cther (1850 al), odded &
solution of Alascnwthans in ether prepared frou aitrosonctiyl
ures (600 mg) and wae kept overnight. Oa the follo-ing day ozcess
of diasomethane "aes destroyed with acotie acid. (he ether solution
was washed with water, 10/ sodiun bicarbonate solution asad again
~ith vater till neutral and was thou dried with aalydrous sodiua
sulphates vagoration of solveat gawe & solid (&0 ag) which wae
erystellised from a nixture of chioroform aad acthasol whoa crystals
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of OggfigeOy Meve 240-2% (L ) 80° vore obtained. iie was found
to be 1dentionl with methyl ursolate asetate’ (mo mmp depression).

‘anlyeie ‘‘eport:
“ound: Gy P7003 N, 10435
Gale, for wo‘l Gy T7,303 Hy, 1R85



