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50 afterf #h¥c “ﬁ% r&‘lisucl:%ompssedé@b o hh@ of2 dhelecalr i s shaken

in cont éf,e"gmx& 1 aiuiee sulphuid a%aﬂ‘f‘gftiut mﬁ@ R & (Eog&Chﬂe aeeol ce!xumedhyéar ogen

at rmsphe,ga ed Wil iether. 2Thi %:@HL ;dd2.CEIR Chatdiyst By :ettlheti by ‘ilFFP‘S"“eﬁ%’ffl : i s washed
equi W3l airh satarhtch 5 vgn e)esndccmsdmedn W%g@‘ L s SOdI um'

chl ori deves gpiyise éegg Theh eesidugt &gl ﬁé | &ftef.ah ik, and t he

90 over e&“r‘ﬁ? mmmmmﬁehg“ i’bmgr mswdetbyl-ﬁemhm 8? after
concent Il & eﬂf’m b&neene & épdrtygdegxymats(mgeaatrmmﬁ@l ﬂ’é‘ﬂ&jﬂé ™ Hiltrate
i's pugy fdt@d;p cq\@@s‘%‘t gge@tm@msm 088—89° G-y s I I i 7 N _rm;hhanol and

wat er” anafumi @éuokmiqﬁ@ﬂol hrried-1Y-d] smbﬁﬁmpplled I n
benzene Baé‘]ff RJI &exaelﬁtla:t@'rﬂl9 lé Q?Mﬁas ﬂs?bérltq]ndetorbyl 3. -
meth- 30 Btiagr a.phyn mﬁdﬂ%‘;@ fk ngmm .go mamgl@unome following ;p»e::a
OXY- 143, Bbndeds.- %ﬁsr u,rmthtl mgnsammatfbm*ea%“a H‘Fhﬁ“ e colum is
was hea mmm 'Ys 1@&5 Yok, 5(1§)- fwith i s‘bagl?]’ﬁ“‘ mﬁfdype.t,ﬂsﬁhteum et her
A sol uti el ES“fY’L oparts of 17[err %{ sddition e aeHe dr2d0% hen el ut ed
wi th 90068} auuoaw enzz g;fat a;.:elaf FerOin poﬁmﬁstOmpa"rPlase dke df%q 10%
sol utign msmaeca 0 g smhheﬁnmmdmﬁmhed ?ﬁg haths off I qui d
35 benzaied afﬁhl aéﬂ“’ it gngmg\fmﬂm‘aét e'dpmml K2 in %@;thgh yt the

fol | ow ng)tft?hél rddefot dmenm%r e Jlmum o)jiﬁ.g{ma e(pus:dméﬁﬁ- tions,
unti | ; a@@ofnmethamleaf? - Q oyl B Yddeosl o total of 35 parts 110

ed
met hox E ﬁg:é‘g’mn@partsw t B WAituerin smell Ipsm &%nﬂlg mstirred and

P’E

¥ I‘t]\e
i s estratigd ens@’ﬁf . and, after most of tional hour, 240 pYf
appr oxi mamethapol teviﬁmtad,slé(PQmaF‘bn "B‘Fu %"?“%ﬁéjﬁ ver'&nhhoﬁrsom vol une by
t he add| tY‘;B j;,dqodlﬁhabf witer e EH 1is adiked, @hd @ ethegelsdY part s
S otfdingCt MTie “mmﬁlollaffef O‘Q ;f Q;lu—r %ﬁisa(ie wabhiod W11*05°"F ?‘Hﬁ‘?gﬁiom a are
added é 5wm¢dtutﬂ0fﬂ ﬁdﬁrgisul I BRdrél ant Matwr, drisd apd lebere Q&ﬁ- by strips
A

of lithi umpw“ﬂ%‘ [ Toghe dﬂhe s st oft i on of
17[err]- eﬂé& “%ueusolpuw @ﬁ p ag«t 'g;,gcgv %f}énoﬂpﬁﬂme,aahdehe re-
rard

met hoxy 1 deanse«z»ftwml Of onaeﬁl e;u sﬁﬁsﬂsmm;ecdqf Qatpiaf rret hanol
are addad her@ipeo refiuE d [P sh® b eM1edTh;W}YSt . Wise in
t he cour serasf WQ’ 3 tﬁ186'&&md=€(fm60!“x' - P‘&F}@e 1nun'il dft‘l"oahﬁ& a total of
35 parts ﬂl‘i‘qg 128 eliGedoikttthann Tha (VR 9 sar 7ol obeldig 12 tRPum i n
smal | %rt Q{Q&n ,S/Watstedlmh %a%!&’l“‘ “ﬁ%ﬂ boacrﬁ%shqu/ added  a fter nost of
tional Noug, ss@dd @@F‘ 3 mgﬁﬁa acuufL. addeduxunep %

evapor at edphate] @ i enp@ettoomﬂﬁ r eticiac Oihlh&tedand of

et her and e lg,&mnwa:bmmmw g?gﬁ m?foi- rrrhﬂ@slwaaqmmdﬁdlﬁor
sever al £ €T heOlumg tig Y'%S’P‘ﬁd"“ e organic layer is separated, Wter

(1000 parts |s added, and the ethereal 115 washed with saturated sodi um
chl oride solu- phase is washed w th several portions of tion, dried over
sodi um sul phate, filtered and water, dried and concentrated. The residue
concentrat ed under vacuum To the oi | y resi- obt ai ned by evaporatlon of

. A A A N e - . N 1



789, 065 5 is added and the mxture is
refrigerated for nortestosterone, 1500 parts of di oxane, 1000 several

hour sT—The precli pitated product 75 Cof - —parts of —pyridrmeand—30—parts——of

a [err] lected on a filter and dried. Recrystallization palladium on

cal cium "carbonate catalyst is froma mxture of acetone and petrol eum

ether shkaken in contact with a.hydrogen atnosphere 5 affords :
17[err] -ethyl - 3 oxo 5(10)-estren - 17 785,063 'Until approxi mately 1 msl ecul ar

equi val ent of %E;Eﬁ 5 %ou iE mted 0§6[ngr C StO%, s of dioxane 3196696” 4‘(
has been cons pr 935 ‘§§ 0 parts of a}%
17[err] - et hyl ie&ed)&i)a mt&haadtm . QRErisadlliz stnml spatfatimp cabditeh {chkBorl

5(10) - est r en- 1Pm@|mixtig Of aﬁmsnd)n?etmlstlmatml shaR@ in jcntacewibyeigdiv enfauhﬁspt&tei on.

The filtrat® P@r‘tfo oo r= ahtPl 7 Yilraperogpatelp lateawakeepft (78t ed
under vacuum P8 %’f— iy %?i@ FEFE R o ey
hours at dil g @céswntlh_oﬁq oﬁz efis t] Q@l,perature
and ist hen | df exthter candl 7 partstbfrmmateth cenoaiad mndec vaunt tal@bdut S@ £E068,00

al | oned tol&t éydgoctalﬁnm@r ?En@d gy Zzlgq'PFQL%ts dﬂqr?fb%t?%ﬂq?&rgl& o?ﬁ%w«hwa:hedu disc
reaction. Thef g [ f is

is diluted, E%IubB:Oﬂttbﬂil tand:&retmﬂ&he dmtdut |sem,sodagabmwth séltﬁxonV‘nguhl »ﬁmnst ant
stirring wi? hwsli)@npmttsm whinf0Qrparts ofveier. At wid hith sqammee\t ediugodhleride 80

chloride 80 h“e‘:l’l‘f‘dft ""‘F§°°1ﬂ h 1 CFi'E'é scané?%u ‘Q: g phase iy Gsft‘?j‘tlgﬁ The
cthereal pnests FEAFGE S B RS LB Ol S i car
sodi um sul phah@thaxﬁpﬁﬁﬁ'&h BInREr O RetSle QAN bﬁb&mb&nmﬂ{ei‘fA sifage at 0° C.

recryst al | P& apinokurh ethen &g thisousinert thera Boabt 5@016p|amtssheamtdtett isumlelctedn b a589
parts net hanofaired 17'15?#1%! orfestesitigne refting et Gjte: ddird RS

After storage b&t‘ 20, petrol eum ¢F B ej:ﬁe %y%@&_d f‘? is ob}’
for 16 hours tb@ni%ﬁdbwt 34 aﬁplokegtaaﬂlgn am@&el timd #68out 169—171° C,

17-et hyl - 195 nmerhes-tzpst))easﬂmn-{mblt HTSgpats of fi | A ewiyrurelrdf e guads oof y St-ciyl- lgz-eéof rom
a mxture abompthqnqlgjq_g sg:,f ategCand 25 parts of . nortestosterone, 80 parts pff d@gquandaéet ate

and pet i ol eunfefH 2 parts. °fa5%cp“m‘h“m PR e s
SR el S U TR TR e b

mel ting at 3@beakkkture fo Ackelilirddd & kmdll amdtne ofnat hequym&;ra(fn@ firogdat liag (e Ncohslime. , 95175 k& ‘

parts of Aso;?ktmmmabfandtoh epfltrate nofhhmeﬁ, V|T|h ttmamf—ls gﬁtilgqew%d bnaﬁimuon,ﬁ@d ptar ts
wat er and 25 canstaft SUFEet rif gongfnty RAETENY '
concentrated (ﬁmﬁ&‘m ‘Eggt t% ddﬁggc smu;ehaR m)’i'u nﬁ% || adi um
on char coajs Cﬁ,&ad Yét ah@ldkS eﬂimer a&twt@onanﬁiﬂdng at vt aioLqu | f0
shaken in coniqaeatxsmﬂtaholar dagetene t 0 stand atE!@MM)![%rr] C. for about

2 hours. The = pleum E‘h‘tflyllelds R FEle ss‘ ®is
filtered fro ﬁ\’{ iﬁ’ftfm%fnﬁ’ﬁlﬁ?g ﬁ;f%“ @qw \{g gj ?jg@ic;ﬂéisa g’a
consuned. &5 SQ), Wl Qi in@kred| 17.- ARy 3 el i kttrfeatreacﬁdia futtd ﬁdxeatedTh@laCa&aiMSt
i's renpved by2$(10)ksuadino1T o dobthited &y whyriylac o fist Rt nisegen & herwfottz B2G6AItpar t s

of filtrate i® oc@qmmyam f?%wﬂi}'g‘? e - u?ﬁ cpeled \ﬂ/&?‘é‘? ﬂgé“‘h? X?‘\'} B is

t hen cool ed t the(ﬁﬂ% “Rec éﬁ“’fﬁéﬁgﬁi ? el
&
0-5[err] G mm}% ich 3}1 h 9l ﬁ'ortl@sftdatdiféﬁc; hcﬁltﬁﬁhll ‘hour, R
affords 17-et tmﬂ;&ummh m3teral b@T b describent estrbrtelnteétyl etlice o grisk &laﬂdeﬂaipidlm lf rom

t est ost erone abeiet i ng at about 140- 141[err eaCUQIOB‘“‘aﬂﬂ ‘-hwtt’ﬂenor from
a mixture of aﬁeﬂ ne _ EXAMPLE 7. f‘% qE ?reit‘?

f f 17-all
purified 1g5e lxmreo Tééo Udﬁ' ﬁéf s hlﬁﬂf%nal 15 lﬁ
19-nortesr ostfcgm& 58938 (sénalalbamw D hduﬁrlmsazrgyﬁnawdd ta Dt ahahd middd e er
is added to l]!m[;ﬁﬂd’ ])f tﬁmcan and 15 parts _of >% well with a solution of 15 parts P Bmpeniyng  of

st sha 15 f water. The ethereal
tertiary any |cogta 49 ke‘} ft@“"g’r‘i‘e Hgﬁﬁ asH é’g&h e
170 err] - etflS %,;,‘Pf f éi]uﬁ“ Bas fonmm mmtet ARGRI Phe- 1,805
2,5(10)-estr ﬂ lﬂtn &i&ﬁl@d rexk J@ty]ysetdtywhaaned ﬂchohdantﬁtteaI&)rd)gﬁﬂlual
at nospher e fQﬁn&e&tByJﬁlﬁanohtand |th1:nﬁlmaﬂte es@n—onhrmeth LA leixw@roff@attovfadls oxeddry dr o ’°

is then cool e&unqa@da:b@atre@ 8 01 iﬁ‘ %Ig AL t‘t hy Zé
group and gye asszlt (rgecry ét[u{n 1 dl %ﬁﬁ ﬂé; 750f12§
resul ting p“?@lé acto thér& 1sa ofAi 128¢ ist SRkl inX bodfalt du&n stiTred
for an 45 armﬁiﬂtca)n-ysropyl 9-norie?tom¢nyl mgl9- nhydtog@t asisphresnentl dwdbtcpipabf hour, a
suspensi on ofmgSa'c?b(pall%Os-lé?- @10 by treat mﬁﬂnt fyhi eg’é‘f’ﬂya‘lﬁﬁﬂ rﬁ%d:d’éfscrl bed
estrone nekhy! moif 3, ﬁ { of - de." i vggﬁ y ‘%ﬁ&‘;’i:"é‘ﬁ?ﬁavt 130

The reacti xt UT rre ni trogen

at nosphere at about O[err] C. for 5 nore hours, A mxture of 5 parts of
17-allyl-19-nortesto- after which it is all owed to warm to room 50
sterone (prepared as described in our Speci- tenperature and is stirred

for an additional 16 115 flcatlon No 24589/ 56 (Serl al No. 789 066))~.
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EXAMPLE 8. beconme very slow. Up to approximately 2 65 A

m xture of 53.7 parts of 17 et hynyl 19- nol ecul ar equi val ents of hydrogen
f'Whl have—136 6 789065 been

consuned at this point. The catalyst is by vaporization of the ether is

recrystallized renmoved by filtration, and the residue remain- from a

m xture of acetone and . petroleumihg after concentration of the filtrate

i's puri-6 et her, there is obtai ned8dossethyl -19-nortesto-. fied by

chr omat ogr phi ¢ Teacr Lonat

I T 0-T121
C 5 Si | %l;m tt‘mnhpomto;ggf Quafist ' 1st qmnfz%o%T% Iogg:é ::: X:;%” iallic ;?I Eﬁilr]on

-t

of 60 part ﬁxg@fterﬂfoﬁt&)&anoﬂ& ,tmemhaeﬁﬂ punL N ethb, ShefBR3 PBhainddN €1-@hyl-39-dideqid-Ned

magnesi u;n fmdobm deorrimraplh‘e 3| \sieyone melting at about 140—141 C.
17[ er r ] “octip- W A 5“"“1“{“” 06168 °f| propyhi 90
procedur e, 11 1% ré?ho ] f tn alui n esnéﬁ? (ivﬁ)gn g%ﬁrl, A n'agne:.mm

17-propyl ol sldting ahsHolES® terone mel tiyB@pyl1ats Dhof@losts éin al%e: parts of
17[err] oct \ soBuion adf Rft pARO-of 2D7p-edty! 1}3 Caboj;OlZOmefotZy-

3, 5( 11 - methoxyt 1:3.830) ﬂtam&?'l'

75 parts b il ﬁxirs ﬁ&‘ﬁ%&iﬁ QE@L s "°”‘b’§%§:[£fof‘%§e ﬂ%ﬁgb' e all
of the fol

oper at i onSofup t?tgldfl"ﬂi‘.ﬁ pan| @tlithitin G sl fto mivlimipy aeoo@bﬁﬁoraoﬂoa{elhgs%@de 30

m nut es 1bypartines. ety @i eaditidelchoury 128 mrﬂ@@mﬁhﬂwmmtmew dfemrtapimtBplere of a
total of 20fsetsaplyis added i sl Rofriops oven gy porfragdaie 7 %ﬁ ok "i¥n of the

sensitive ﬂ,?wg e e and hhdeEhot ‘efmedi at es.

of benfm
Fbnoa A g t e Ex@u&
A mxture aamgltapdaaroﬁss a®faddk@nal S0 mifts ©f hadtioh vessel ag Iﬁthsrﬁﬁ atepQEa i ons over
a  nor - 2 anir Ggradmlly &lded torerdicosvme o38O  which sormmmpéy mdmsfwa&r Mo ﬂ'l,e and

stirring i “[hff ost by vap 'é‘ﬁ‘qlwéﬁﬂ ° Glfll'fénlf@s f.or
several ho g &l{e’ﬁ%sﬁﬁ add ggu '?g‘ Bl nt for 1
hour in a dn€ -co {w onﬁr@adu@rbssamembﬁ arﬁlaﬂfé hpn vessel
egw ppe Wivbgoration sfabe ethdreab@lufith isotaihed kadned mx@umﬂ mmddedmteom&ploaceo sone of
._.-.rhg Wwhi chw@mma% eh;sq C?lé sl o FFF A é'ateesapar'ﬁha Plegtionfpiivsbrei s | ost by
i g&éﬁw %gg‘ c(% I?ﬁ“m?:ggath 80 parts)
de d éf b1ed] tHRNas erl there t ﬂﬁdﬂaﬁe% &gt el. There
hen3ais h&dmw l’h—o&ﬂ\ﬁEF alethpryr 4 2,006 0hbowas %71 of 1drdrgnﬂal uﬁd&pbﬁ. 951 part

) ol uetn@sl e‘ﬁcS@ms?'a d ducedr eSSy 1%@%; whiche donkwins  aci d
rr%ﬁg drat @‘ﬁ fkv 5492%“2’ v 5[ 517 Q‘Pﬁ?dé’t‘h real
i N robl

arts 0 m anh 1o
sol ut | on | ad;ce &h&lat 'f etﬁﬁlmg 90 with a
smal | vl Ll{éﬁed)imdé.ﬂ ket ustTedr hmnminutes; rebaded - nesilumclhr&nﬂdﬂ ist hl&edgvahcerth { Ed&ion THAE
reacti on ndmsttdilpted iwith S%ztfelutlme,ﬁ%sdplu of dii aﬁnblwled tmct;r trifler fori 3 htthen washed
Q

with 3 srrab‘Y"Fe" tmct Cl ? ico cgz:gmm a
dc brﬁeaad tslﬁ'?ed and

talldllT f 1 a

m xture Bl AbAg 19.nbdk
net hano#0 i tiu-s120BIINEr there orgam &BMSouSseﬁf&E HRRMeLPNERNt r at ed
to 30 is obtained Emm ;‘loct | -3, - m@ﬁ&(tdl@mbuabwm &R of its

origi nal vot “lﬁﬁ‘ﬂ%ﬁm gg“‘e gy‘%‘;kée e"l"ﬁnﬁe) ; ;: ctaiw’&b Joe C. duced
pressure. e PRI i SRedoritas ,aé{[fi‘? atdr ghd P éﬂ ra‘b‘F Ahis
conpoun4h, émst jets:11-Dhe-(Tquytiad’ 68 chél in a:9 m@mdfdas ﬂ 10° -
met hanol , GhepizaltWciay, Ma4oes (laﬁfﬂ) A ~2ﬂre<bnef the srmﬂussbyl stillizationhyroki O8IS et her .

An parts 0‘{01’“5 ?,fe Piﬂ'&t%f relzf‘h ffofd c™ acetepey apd gpetrlginy t dilsm of 75
parts of ﬁggﬁ‘t‘ ﬁ,}ﬁg&%{é&e gﬁﬁl l&i“tﬁ‘?ﬁmwe BIBES, nesium
brom desg Spaﬁ hyl aﬁﬂﬁb{oﬁﬂstmne&OO and dilu Mk tih sever al tlﬁgs its:

vol ume of tioAimittukeds manmedt edleunefiox fref | Cl'xn pots o 19mnesgostendtd ¥ convdrted | T 1 cat 1 on
of t he pre’(:bthFStth P?S'defcte"fmmeheﬁ‘i 2t upe F‘%Y]qﬂ by hesting moylthd’éﬂwater and

TIGKY St 3o § A0 'isﬁt:fq é}"” c by the
add| ti 055 q}";‘é';%%gl: Sid. F“@M’: bi %&5@3% ik °f P'%ieém cﬂborl C

aci-d. . ot idddto Ipf‘oéﬁbeatsmgle(phasé eintion] @nd alsitug wétéiﬁraiz&ih{c& usduﬁmusly removes__ .
per: ur e ftbis aQ@ﬁddcﬁaﬂ'@on inpt F“W@I‘Fﬁ?hewﬁffhf?ﬁk @@nwuﬁ ad) pre-

pha P s © e 117‘ di one
(Jo Znado ﬁgﬁﬁ Cmﬂgmﬁgg@moy&r tam ;s%%‘ valTEE Can

Chem cal Sagesioy , whidh, reﬁaﬁsﬁ is exnixekd) ee- eb;hﬁstﬂaionmﬂef &ﬁichﬁ-lé@u g@l Wth 3
(1953)) i Mdlwemﬂ’edﬂm Qldettheox - ’Qedno’fes“,’}‘eas recrypte] p‘cmt nmha:obéonwat er and
concent rat“é‘H’eflcf"ﬂ%Sts "'@1‘&5 &‘;ﬁgv BffPX“F Paﬁfagy dryness

under T Fickdut o ¥?°§5£ é}

(1954)). A sti rred of ‘the residue by recrystal liza om’ a SO |ut|on
of 6 parts of this enol ether in 70 mxture of acetone and petroleum

et her parts of anhydrous ether is treated by the affords

17-ethyl -19-nortestosterone nelting at gradual addition of an ethereal

sol utlon of 50 about 140-141[err] C 50 parts of ethyl- magnesmm brom de.
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suspensi on which remains is extracted re- Dby distillation under reduced
pressure and the peatedly wth ether, and the conbined residue is
recr -

por- taining about 1 % of pykidine. Five parts of tions of water, dried,
and concentrated under this purified ethylene ketal is dissolved by 65
reduced pressure. Wien the residue obtained warming it with 150 parts of
pyridine. after 130 789, 065 789,065 7 hi ch

the solution 15 COT ot e 1 Q rpo pouna ang P ts ol eth f nmesT um
brom perature $H% a%j“hgﬂ g\“,g mjﬁh"@ﬁﬁﬁ W%%"Et her
i s heated under rehdhy a9 caQtlidﬁPGJ wﬁﬂlélht is%m‘e@ inbOr 3

hours, after Whintil pbrtiorisSf Ppdits @fichirddtian srtmildé r\tzateoriﬁd atadadmkﬂ;s c Bhthem um
trioxi de ice wet7@maunef nydiee. dhs trqawet PEtEE | ddd@nobwf tHydroghlorig cid.0Theapcidifieyf 70

U—W

pyridine. The r’%é’éata?”o‘f’f’fgjng ?"@d t%tdlf% mi;‘xdﬂ‘l’:bf bscﬁ'lr‘isﬁl f?feéleerm haTP‘igls;s:
acidified 70 |§m,g§ é’,@ itk by dud 0 coﬁbmédosﬂﬂ? e:hdm ! 6
stirred for 2 hﬂiﬂﬁrﬁ at wit&o'mdt @fftactkd rmm&npr allder 4f O Wifure. u&ac%ptete m x-

perature, anl@ heith pérdone phe 5@ abluphpes gert. swlsepbydroﬂstsurcé thes ethfimn kehall. theeesidue t A5

about 10 times ﬁl"tﬂs"f °ndffflt¢ ex/Q¥fr of
water and o1 o R SR P %‘V T

complete 10 w¢ ra&te i9Rashadl with P Enalioportichs Pefd ume& mau aan &t % O
t he et hyl enelfkedfas}am ind eorcapntedi® dryabss tmdenreof dnkteth&ssmel Thee tdsidue, is Til@redTRAET I801|
whi ch remai ni %ﬁ"%?ﬂﬂcﬁq of ghe residue bie Eﬁlﬁe d cexracted thhsse\msmrgm ewf. n

ei ther phase is oo act

F°§1 r‘tj d'uun 1 it i
filtration and ﬁégt%'mﬁm g‘? %gﬂ thh%ev&ﬁ B Lc"b" i ii@@“ﬁﬁd

90-100[err] £ 6fc3rpa&mef thiz Wompkaid ande32t Fase bf | &amwsme:gtnemt de'i seavded R&fkd. 08S
and concentr at amlemmmm inuanbydaevs| esther e PurifiSationy pf ﬂtat@nﬂueahymadwm at ed
to dryness undelp bge ‘m‘tfﬁffgﬂ‘fﬁ?%g t“‘l'ﬁﬁhr rdélq’g““i"r% _nm @r duced

18- E

pressure. Puri f&m L ition of Stteo e W &l 1460 e(fm\ﬁnrﬁlf’%ea\/eral
portions of gsecicidsStraé |atldlﬂéd| ARnkd nmn fet barml  cont ai ni ngm,j e1t4her The 90
conbi ned et her Ieusraagbom semmshed asdrathm athrountA @funpyofl Hpane ofi fl-oortigosgerone
norandro-  wi t Hethereplphuse

hé%ﬁeé ygnder re-
3-et hyl ene non am§ | @\ﬁ'ofﬁﬁtm&nandgﬂmﬁ? §§ft gﬁg;ég/n%s

concen- 20 gf ahd R «E usng:afépau m&%h,maatet reacEJmaﬁl

under_‘reduced pnfaﬁsmh& ean& 1@ alved) e SD %M tuobdnamttawasheda Glﬂﬁtbl&odﬁ]hhe‘ir-
Purification ofac‘ttilq Clti,éls gt 20 z EPE'%TBBI‘.’“Ft@ sﬂ’ﬁ'ﬂ’ePO x for
3 hours, gter W t°t3? tﬁ::‘e&“ cel mpm

poured i nTO ‘4sCEei Sud ex%fa Qr d§n-el nenEéEl

melting at ti no;tlthyseea?al cbomohxy oft h&e:addm ic@m- oéxyshilnlatm hirm |merhaadﬂou¢n-tmmg a
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