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CHAPTER=-III

BXPERINENTAL

A1l melting peluts gre uncorpeoted, Tae petroleun
used theoughout the experiment hed the b.p. 00%«=g0%, Bpooke
mean alunine (S.ierck) deastlivabed with 5F of 10X scOH op
silice god (B.D,H.) wae ugesd for soluan ohbometopraphy. TIC
- plater mepe conted with Sillles gsl G {gec. to Siaghl) having
the thioknesa of sbout 0.2 ma and the #pote located by
a‘xpolmg to iaﬁmsa_féapt;uv. 411 the opticel voitebivn® were
deternlned in chiorofora #olution, IR Speotrs were resorded
a8 pujol mulls end glus in Kfp 4lsk on a Heclkamn IR=egO and

Porkin Elnor Spestrophntoneter respsstively. NMR speotrs

qf'};"ééz’e veporded on Varlan 460 opr ’;i?-éﬁ oy Ed»380 and rl=50a

{1y and 134) TR inotrunenty using ODUly a% solvent contalning
THS a8 interasl staudard, Mess speetra wepe recorded by #oiid
prode C1/CH, aethsd,

Troastuent of wethyl &  +~scetylaleuritolete 55 with HBSs
Pormatlon of &[5 escetyl oleau=18-o <brouo+28-+ 13 wollide 50

200 g of methyl 5 ° =gsestylulcuritslete diezolved
io 12 nl dry aod dlstliled GEOl. wps mlied with freshly
Cdlptilled 6 mi of dlmethy) svlfoxlde. The resctisn mizture

war covled and 800 mg of RS wa? edded and kept io dsrk for
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12 hours, The reastion miztuve wes then fllbersd and the
filtrate wes extrsctoed with chiopoforas The orgenle layer was
washead ssveral times with water snd dried over sohydeous
Nm,00, o Afber d1st131lng off obloroforn, a gusay residus

wos obtalned, Tha mﬁiﬁm war Simenlved 1o aininum anount of
bengens sné the Solubinn was chromstopvophed on a coluan of
alunine (26 go elunina demctivetse with 1 n) 107 mcetic asld),
The chpronabogran wes dovoloped with petx*aimm sither snd was

eluted with the following ssivents:

Teblgsad,

2luant Fraation Resldus on
- 80 ml evepssablon
aach

Fetroleun eihioy doemg ' i

Petyoleun etbepiusizeng B gL
(&sa? ’

- Petpolews mthdpghansens Eieml 20118 mpe

(332) 260%w70”

Fupther sintlon with nove poler solvents 414 not pive sny
' soldd waterigd

P - ) R ok s . . g _ . e b

Praobion @e-3i8 {(tobls=~i} wers combined wnd the
aigburs was orystallised from & aixbture of chiorofora-methenol
to glve the produst 50, haviog ap. SBU=E2Y,
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Requived for OgoliyeOeBe @, 67,19 3 K, 8,68
B¢ ¢ Bo ;buwptiw above 220 na,

Inlpulol):s o .. 3750 en” -1 , 1250 an™> (&@a%at&}

1750 ¢n™ ( Yo lgaa%ﬁe} Blged

MR § 0.8 &0 1.4 ppm (7 berts OHg. ), 2,08 ppm
e, SH, 0-CO0HZ), 4.8 ppm (dd, 1B, C HBp,

Jaaw 14 Hg w08 Jee w SHg), 4.8 ppo (o, H,

A N
%ﬁ?&@m@ﬁﬁﬁa? ~ ' PlgeR

Baileteln vteas for &gimg,an wae positive,
TS test < Negatlve.

Tregtacnt of o b ~soetyl sleuritolis ecld 59 wih fos

150 wg of the eeld dlesolved o 10 z1 chlorofprn

wotl alzed with B wl of dinethyl enifoxide, Then 150 mg NP8

wze sdied to the resttlon wlzture end 1t wes ..%tepé in dapk for

2¢ hionwys, The chlorofoprn 2olution was washked sevaral tines

with wrter and t.he w,gﬁmie iayer wae dried over snhydrous

Sodius mulphabe. Aftor m@pmmt%a e ('*vasrm the residue

wa? chrénatographed sver s ¢oluan 62 10 gae of siliinn gel.

The 8o2id wes 4issolvaed in aminiawm aapunt of beunsne and was

!
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poured  on the esluan, The chromatogren wee developed with

potroleun ether and was éluted with the Collowlng solvontay

,‘.E?abigwa
e FEReETons S
Zlnent &0 a}l Resldue on
, ‘ eash VAR ORRGION
Pesipoleun ethoy | Joma3 Wil
“Potroloun ethigribenzons 4oy : Hii
(453) :
Patvoleun oihavrshongens Bewll ) M
{3:2) »
Petvazeum~aﬁharsb?pzane:arvze : Godid
(2:3)

Fupther elution with aore poler solvente 4id not afford
any #51ld matopial

Fréai;&oﬁsr 1130 {tzab:ée‘fs*;m wave coanblned and the
#olid wae ceystellised froa chlorofopm=nethausl olxture. The
oryatal of w.p. 280-~027 mos {dencicsl with GO obieiued from
the previsus esperizent (m.a.p. CO~IR), Bellsteln tast -
Foaltive, THY best « Hegative, |

Eim@tby‘i solline ﬁmaﬁmmt cxx 3 /5 ‘-waﬁwl fs‘!eam-lﬁd =bprone=2d -

s> 13[> oltde 80z x’s:‘apwa%isu of 3 qmsﬁybluanvm,mwan-ﬂa

orvy 15(3 saf.cm m‘

150 ag of the dbrono lastove 80 wee refluzed for
4 hy with fraeshly ¢istiilled 30 nl dinmethyleniline, The
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mizture was poursd into water followed by acidification with
6N HCl, The ma#s was theén extracted with ather, Tha ether
solution wan washed with waber t11l nautral and dr‘led pver
anhydrous agdiun aulphate. The solvent v:as remavedwand the
resldue (130 ng) was dlesolved in minimum smount aﬂ\bsnzene
and was then chromatogrephed in a column of 50 g déactivatod

alunina; The chromabtogrem wes &evelopq@ with petroleun ether
; "

and was eluted with the following solventas \
. Tablee~3 L _ ‘\
N
— N - — i
BEluent Fractions 50 nl Resildue on
—n esch | evaporation
. ™
Petroleun ether Lo~g Nil ;\ \
Petrgleun etheribenzens Se=8 W1 AV
(431) SN
| AN
Petroleun ether:benzens 916 Csoltd Lo N
(z12) .p.298°~'80b

Further elution with more polar solvents dld not afford mjxy
8olid material , ;

\

i

M

same ]

Fractions Gw=18 (tab’la--aj) werg combined and th&e fy?

s ‘)‘

e TR
et

solid was erystallised from ohlerefornnmethanol mizimre. fi‘he

erystels of the dehydpahrama sonpound had the wip. 308--LO°, l\\
7 “

\\

/




Analysis report:

Found, ' C, 17.1% ; H, 9.7%
Calculated for C35H,50, » : C, 77.4%; H, 9.7%"
uv : No UV absorption above 220 nm
IR(nujol): J{max 1730 cm-i, 125}0‘0m’1 (acetate), 1770 om™}

(lactone), 900 cm_l(cis-disubstituted olefin)
. ' Fig-3
PMR : 0.8 to 1.3 ppm (7 ~ tert CHy), 2.04 (s, 3H- ‘
0 coCHy), 5.5 (ABI quartet -;fll:—c_rg=cg_(:>_, JAB =
10 Hz).

|
4,5 (m, 1H, B-—C—0COCH,) Fig.4

Beilstein test - Negative

T™M test - Positive

Hydrogenation of 3 -acetyl olean-15,16 en-28—» 132 olide 61

Preparation of 3P -acetyl-olean-28—» 13 -olide 62:

A mixture of the unsaturatedlactone 61 (200 ng),

279

dissolved in 50 ml-ethyllacetate and 50 ml of acetic acid was

stirredin presence of Adam's catalyst (25 mg) under hydrogen

atmesphere in a Pars' hydrogenation apparatué under pressure

(40 p.s.i.) till the absorption ceased. The catalyst was
removed by filtration and the filtrate was washed with water

till neutral. The solvent was dried andremoved under reduced

pressure. A solidresidue (180 mg) was obtainedwhich after
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orystellisation fron chloroformenethansl furnishad a splld
MePe .2%&-‘-945, jf“;]g«s»mg {nulape and 09==IR identicsl
with an suthentic saaple of 3 P ~g20iyl oloanwOGeed 13 R
81lde ). |

in 2P gy 86 1780 et (Y ~laotons), 1720, 124G on™t

ARG -

{gcetate)

ihglyste papors:

Pouad , : S, 77.08 3 H, 10,18
Celouleted £or S foal, Cs 715 3 &, 10,14

TR te8t ~ Hagstlve.

Preparstion -of guthentie 3 P egoetyl z:lean-éa-'-—-#laﬁ olide 62¢

200 ng pure slessnslic ¢old wss taken lu 25 nl
chlorofara , To the solutisn g stresa of pgeseoue hydrogen
eliloride was pessed g‘a poon teupersture. Then the resstisn
miztupe was poured into water. The produch wes separated in
goid and neutral frectlon in the usuel way. After separatlon
the neutral fractlon wes heabed with © wul sceblc snhydride
angd 2 csé pyridine and it was kept over-night. After nsusl
aork up followed by arystalitegtion a product wap obtalred
Bape 29808, /X 7. 420% [Ia6, nip, 298=95"7,
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Analyeis veporb ,
Fourd , G, 77.2% 3 H, 10.2%
Geloulated for Canliggdy , C, 77.1% 3 B, 10,14

IR(Hado))s S 4z 1770 en™2 ( J ~lectona), 1720, 1240 on”l
| (acetote)
THE Lost ~ Negabive,

Ithiza slunipiun bydride roduction of $ /- evetyl-slean=iS,
16~en=28~ 13/%.011de 313 Fornation of seglceradlol 58:

BO ag of the lactons wgs taker ln dpy etber
{100 ul), The solution we® refluxed wilth 100 ag of lithima
nlmihium hydride for 4 houre, Ths alzture was éoa»iaa,
1lthtue sluniniuvs hvderide war dsconposed with a Ssburatsed
solusion of HepSOy and extramcted with ether. The etheresl
solutlon wes weshod with water and then dried ovep anhydroua
sodfun sulphats, The residue m.p. 235-~28° wes dlssolved 1o
ninioun goount of benzene and was chronetographed over a
eslumn of alunins. The echrometograsn was aavalégaﬁ with petroe

leun sther snd eluted with the followlng solvents:

- Tablaw=q
, T Fractlon N ,
Liveni i B0 ml HAenildue on
USSR, - ... SPUROR, - / .13 -1 T 1)
Petrolaun ethor S’ B KLl
rPatroleun mi;h?mzi@wm Hema3 w1
4:1; :
Patraloun ethapibanzene o 12 Hil

{3:2)




g8z

Tablg~-4 (contd,)

’ Foaotion
Eluent 50 nl Residus on
— _2sch — evaporation

FPetroleun ethergbongens 13«14 Nil
) (233}

Benzens ‘ 17 w28 ML
Beangenesether =3 T 12 ] sollid

) (431), _ ' ‘61;9.230"“2:51

FPurthep eclution. with more poler solvent dld not sfford
' any 8s5lid naterigl

" The anmpound framvflaek’elwnéﬂ (ﬁablafﬂé)'wera
mized and crystallissd fron zhlarbfcrmoﬁaﬁhsnol aizture. Ths
oryatalllsed product, m.p. 285==36", was found to be identical
with authentis speelmen af;ﬁagiuerndiql (n..p. and IR
coaparison),

Apelysis reports

Round, 0, 8179 5 H, 10,5%
Ggloulatad fop CuoBanlp s G, BL.SE § H, 11.&5

In(oajoll): o ,a 6t 3360 on”™d (bydroxyl group)
Plpes

Treataeut of 3 /> =scetyl oleanslate 63 with §BS in DNSOy Forma~
tion of 5 <gcetyl olean~12oCbrono~2Bw— L;ﬁ olide 584 '

200 ng of 3 > ~ssetyl nleanolete dissolved 1010 m1
of chimvafem was nized witvh freshly dlstilled 8 ml of dimethyl

~
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sulphoride, To the reaction aixk&vﬁ 800 ng NBS was .aa;a;_
The resctlion mizture was kept i dsrk for 24 hr, ”i‘he. eblé"
rofora eolution waee then washed with waber and then aﬁqa_

~ over anhydrous socdiun sulphate, The solveat war removed,
After renoval of solvent sn olly residue (180 ng) wes obtmi-
ned which was ehﬁéﬁesagvuphed over & édluan of alunine

(25 g aluning degotivated with 1 ul 10Y aqueous aﬁeﬁie‘ acid).
The chromatogran wn® developad with petioleun ether and wes

- sluted with the {ollowibg solventes

}

Tabloweb
' ' Tra0bl.on ‘

Flusnd - 50 nl Residue on
eronosisom aach o evaporation
Fetrolews ether ‘ y L) : N2 ,

Potroicun ether:bengene S8 ‘ NE1
{4:1) ,
Patroleun ﬂthembﬁnmni Bemly ' Salﬁ‘.d 50

?umher elution a?ith nore palm anlvente 4id ant afford
" any 20lid weterial

Practlisns Sel4 (tsble~=5) wers mized end the
niztunrs was awatallimﬁ from ahlemfom«methanal, RePe. of
the srysﬁallmea produst was fauné b0 ba 23.5 P15,
eompound wes found o be identical (m.u.pe and CO=IR) with
an guthentlo sgmple of lﬂo(-brm@»{%/‘--vawtyl slean-‘%—-‘é 13-
piide,
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Analysis peports

Required for Ugnllgn0p e, Gy 67:3% 3 B, 8,5%
IR 1 o e 1970 0n™d, 2180, 2160 es™} {2 <lestone)

1725 ea™% s 1240 o™t {saetate) Fige.8
Bellsteln test = Popitive ' |
THY test - Begatlive

. gveaﬁmng of 3/5 ~acetyl olsanolie eeid 84 with Npsj Fé&mat Lo
of b&&}?@ 1&3’595@ §§; - e ’

200 -ﬁg s 8 /3 -asabyl -e’lgmnmlm aaw,'d‘iasﬁwé
in 10 al of chloroforsm, was aiizeﬁ with mi of dimethyl sul-
foxlde, To the roesotlon nixbure 200 ag of ¥BS was aided and
1t wes kep&; in derk for 2@ bry The mixtupe wes diluzed with
water wid extracted with chloroforam. The sruenilc layer wes
waghed with water snd thes the solvent wet dlmkilliled off,
The pesidne obtelned was gatrasted with ether, stirred with
| eds ®odlun bydroxlde {5} a.éd sepaeated ints alhsline and
ngutral extracté, The alkell exbrsst on ecidiflogtion gnd
sxiraction with ether aid not furnisk soy 80112 vesidue indie
cating the abssroe of eny soidie eomponent 1n the resction
nizture, The usutrsl ether leyor wee concentrated aftor
drying nver enhydrsus sadiug sulphete, snd affordod a pesl-
due (150 ag) whilch was honogeneous in TIS (alagle spab ), Ib

wan oryevsllised fvom ehloroforaeasthanel mlxture, The n.p. of
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the crystallised product wes 215°--17° gnd found fdentical
with 3 £ ~aoetylel? « =brono=slesnan=2Cess 13f=011de
(m.m.p. and Co~IR),

Treataent of methyl 3 /5 ~poetyl betulenate 86 with NBSg

Fopuatlon of {1) methyl 3 /?> =acotyl=30=broacbetulenste 88

(11) a miztupe of isomerils brono compounds G0 == S8b and
(111) 3 S =goetyl=20=30-dibroao oleanan=18 o -H 28w 15/ -
slide g9 ' |

400 mg of 3 =a0styl Dotulenate diawlvoa in
20 al oblorsfora waee mlxed with 10 a1l dlmethyl aﬁlphaxidn.
To the reection alzture 800 ug HBS wed sdded 1o lots of
100 ng esch and the solution was kept in dark for 2¢ br,
The mizbture wes diluted with vm‘t&m The orgenic lgyer wes

washad with water and drled over enhydrous godium sulphate

and after rensval of solvect a vesldue (0.35 g) wae sbtalned,

It wes disaolved in alnious ‘amaunﬁ of benzene and chroneto-

' gt-apheé over a coluan of siilca gel (400 gns), The chromato-

gran was developed with petroleua ethar énd wae eluted with
the foliowing solventss |
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Tablews5
— oo Fyae& SN
Elusnt 80 a1l Reeidus on
— .each avaporatisa
Fetroleun mther : Yoy _ ' ®il
Petroleun etheribenadiue Be=id ‘ 8olid o
(431} MePe SiB=Hg0°
Potpoleun ath?r'bﬁnasne 10==}p 80lid
, 4vi
Petrolews ethersbenzane 4«13 §il
(312}
Fetroloun etheribangens (7w} o Bolid
(2!3) DePs 2?03

Furthor azuaiaa of more palgr solvents dld oot afiord aoy
polid aebopriel

The fractions Se=8 étabib-éﬁ were mized and crysta-
1113ed from ohloroformemothansi. Fhe m.p, of the erysteliised
praduet 58 weo 255" 35" ‘ <K‘}% *42,55%, '

nalyais repavts ) .
Found, . 0, 65.2%; H, 8,08, Br, 13,5%

IR(nuiolds $r 1785 on™) (==COOCH,), 1725, 1240 (=~0COGH,),
1860 {=~08,8r), 1660, 878 on™t (a0d,)  Pig.s

4e2 (Ei, gﬁg 2131},2), 4.8 (ﬁ’ 13’ Gg-ﬁ"g{)@ﬁ&) Pbels
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The fractiong 10=-12 (table=5) wers combined and
orystallised fron CHOLg==HeOR, m.p, 286--30", [ X/, «50%

Ia(oujedds 1736 ( GOUGH,), 1728, 1240 (O-GOCH) 1268,

2O0 051 lt .

PHR 1 cs,famz.a mm (a~t~3§3) » 147, .78 (2s, 31,
| 0s0-0Hy ), wo« (s, 31, oamcmw}, 8.7 (8, 31, COGCHg),
3 .z.: (s. cu 3"-3 4.@& (m, aw, Hee0=000Hs ),
8.1 (d, Cally ), 5478 and 5.97 (2, ois traens

Bp
cut L) Pig.®

The compound wae 1deatified as 888 =wwwd 68b

Gompound tbtelned in ths poteoloun ethersbenzane:
2:3 elustion wae white 2olid which wa2 oryateilinsd froz
CHOlye=MoOR to give the dlbromolastons, 85 a.p. 503 we304° R
LK Fpy +47.228%; 00 (o-bezave) 218 ma, {€ «0,89),

Applysis repords
Famd, | . Cy 58;5}5 4 ﬂ:‘?s:ﬁ}%
8208480y Br requires, O, 58,68 3 H, 7,45

In(aujelds o gay 66 3760 on™t (¥ wluotena), 1720, 1%06"@59983); |

1260 o™} (~0H B ) | F1g.10

PHR : 0,870,982 (18H, 6 tert OHg), 2.03 (8, 3H,~0000Hs),

3.44 (m), 8.55 (n); .73 (d) and 3.73 (&) (4%,
Gl B a0d cag-wggm..«z.ag (s, 1H, HO~00D)
and 4,8 (=, 1H, _ﬁ_—?-—wmﬁa) poa Flg,11
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GHR  t 178,48 (8, leotone =0-Ca0), 171 (8, =0-00-CH,),
80,77 (d, HG=O=0=0}, 80,05 (d, HowO=C=0) ppa
| Pig.18

Hes® psake: m/e at 859, 657, 655, 8§99, B67, 595, 603, 501, 407,
517, 515, 408, 467, 437, 435, 248, 161 (vass), 189
Figgm :

Treatnont of Z/ ~aowlyl betulinls geld g7 with Nebvouomusols
ninlds in presesse of dimethyl mulfoalde: |

To o aslutlon of the e@ia §1 {0.2 gn) to chloroforn
(10 ml) coutelning DUSO (6 nl), H-bpomomuseininide (0.2 g) wae
sdded and the peasctlion mizture wes kept in dark for 24 houra,
The nlzture was diluted with water and then extracted with
chklopofora, The orgenis layer wgé-ﬁa;haa with weter sod then
dried over aphydrous Sodiua sulfata. After romoéal of solvent
8 ZUNTY GaNs wa abtnin#é whiloch was chraﬁaﬁbgraphed over a
eolvnn of ®1lise gel (30 gm). The column wae eluted with the
tallawing golventes

(Szn) :

Tablow7
' Fraotion , '

Biuent 50 ml Residue on
— ‘ : - esch i ) evapsration
Petroleun ethep Jmed H11

. Petvolsun ethertbengens | e Hil

) a2y .

Petroloun ether: banzsn Do 1.2 HLil
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Table~? (dontd.)
—_— - T —— f
Eiuent ' 50 sl Reeldue on.
— — . RO ....- S e BV AP 2PREL OO
k‘aarslaum ethersbosgene ~ 13--30 -~ uhige solld

(2:3) | C WaPps BEC=300
fetm:i%m ethaisbaazam - T \ v 91l

] ;. x o . . : “ = .
.Eeﬁae.mﬂ . o eseso - LY
Benzena: ret‘aex* BHRoemBE : Soild
- (492) S ‘

Fupther elution with wore polsr uclvem: 4%d oot eXfeord auy
" @olld usberial

The mmm o6 dbtsited from 28w=-00 {tablos7} wore
conbinad ong ax*:{ﬁ-@ﬂlm.mé fron chlopsforaenethensl end the
proegust m.p; 508e4” wan Ldentirtied &ul 3P *ﬁu@%&lﬁ.ﬁ:}?zﬁwmﬁrma
oleani=if - K, GEw> 18 B =zitde 88 {(sonpsred with the @mﬁsutm
gseaple jo Frectison sbisived from benzenesetier (4:1) pelarisy
wep ldentified e 1t¥ cster, pSverificatlon of the conpound
ny ethop eoluklen of ﬁigmmetham furcished the conpound £8
$48: 3L wscobtyle3Oebroas betulunats {eoupared ¢ith an authon-
tio specimen), '

- Atbeupted dehydrobeonisetiva of &P vasotylent Bl-dibronsel o H
0loananegSmm) 19{3 olide, 88 by dimethyl snllines

150 mg of the dibreonolactons wee vefluzed for & hours
- with fresbly alstlilled dimethyl enlldine {30 ml). The alabure
was poured inbo waber, soldifled wlth 6N HC1 and exirscted
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. with othor, The ether layer wos wesbed with weter 61l
nautral and dried over anhydeous #odius sulphateo. ’fhs EDYw
Iwmz wos removed atd the emphund obbeined wee fomm %a na

m@mimz with ishe sﬁsm'ting maim?ial.

Dabponl nation oF, 3 uae%ﬂsv@n«bmm batuasnaua 885
: Pxegamﬁ:wn ot 3{3 ‘*matg’l-b@%u&ma*a 583

s

- 200 mg ‘of the coopound wes disenlved in 40 64 glae
olal gootic solds 40 mg 5f zu dust wad gdded to the anlxturs
aod 1t was mﬁm&d,f@é 8 boups. Alter work up in the uszal
way 1% affopded s %0lld whioch sn gryadtalilaatisn fron obhlovo-
fara=nethansd geva arya%au, B 5361*2@, ldentifled a8 3{3 -
asetyl betulinste {n.u.p¢ and IR eamaaﬁaun), BollBtaln taab e
nogative, R |
Debrosetion of leotone 383 Prepevetion of 3 [> -asetyl oisausn-
28— 29P olide T0: |

SRR

240 ap of the laotone 49 was diseoclved la 50 al of

. pectifizd spizdt and then § go of Fepoy ¥ickel wes sdded bo
the pesotlon @.‘i ztuve and the resstion miztuve was pafiuged

for 8 hours, The ulituve was £iltersd sxd the Piltrate on |
concentration furnished 140 ag of 3 > =aoetylwolosn=2Geed 150 -
olide n.p. >880%, [T 7. +55°. 1t was conpered with en
gathsntlie spealmen of 5 (3 waaotyl sloanan~Eeed .3,9/3 olide

{s.n.p. 808 IR eonperigon).
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Preparation of guthentic & ~acetyl olesnan SGwss 19/° o11de 20;

Aocetyl batulenic acta (1 g) was dissslved in
banzens (10 co) and & ailzture of esetis sold (80 aa) 2nd
-sulpbuplc ecid (15 g, 4, 1.84) was added with shaking, AZLoPr two
daye gt ‘”305, the resctlon mizture wae dilused wii;h water and
taken in benzens, The bmzané lsyer waB washed sovarel tigos
with wabter $411 soutral end dpled over gohydross @adian sule
phate, Removsl of 8vlvent gave o nese whioh was taken in sslvent
ather, Tho ether layer woe washed with 8% cold sodiun hydrvozlde
solution and the washings wove atse ardeld, Ths sether laysr wes
washed with weter end dried mre;; avhrdrons sodlimm zoliphste,
Togporetion of -eaivem@ gave e maéa.n whizh wes crystallized
foon chlovoformenothanol alzture, The ocwyzials 2f v.p. > ‘5&@5
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