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cool i ng Pdd‘ﬂ‘?"it‘s’gf li‘i't‘;:‘sW-IATV\ECLAIMIS-there5|due|s

d}'ﬂ 7[err] - ¢ ——FA6[err],17[err] -
tri-hydr ofytan at 8mul @e15¢0| @t | afker ﬂﬁbﬂlgt he evaor 3 +3L 1S [err] -
oest r at5r idesrrewigy 149 md of terakydrefune em"ext ractft ether/ met hyl é#e %hl ori de

25 aftery d}(ﬁﬁifgﬁ 0%%?;‘3 (t r Aed,pith water, saturated

sodi um h)g e@geﬁbo@raro"cbr@mwbﬁ ou,;,ll n and vvat er' dri e'ﬁ over SOdI um sul phat e
and evap@rN¥ithgdlochiaric sidvekighgpihyd ktacafum The residue i s dissolved in 100 ni

30 of50p rlpreﬁoma e quiRDEE rﬁm%t%ﬂc vwmqnparqo@eouaﬁgf toifirmwaf or 5[err] hours

under a eﬁégum temperature organic

‘off. The extract is washed
with water, dried over sodium sulphate and .
evaporated to dryness in a waterpump vacuum,
» 55 After adsorption of the resulting foam on a
50-fold amount of silica gel and elution with
a mixture of toluene and ethyl acetate (7:3)
7::3 5;m)methyl - 3,16a,1§a .- du'ihlslrd:i;)xy -
AL - pestratriene is obtained, which after
60 recrystallisation from methylene chloride - in Wthh RO represents a free, esterified or
methanol - ether melts at 214—215°C. etherified hydroxyl group, is treated with
The starting material used in this example osmium tetroxide and the resulting osmate i 100
can for example be obtained as follows: split by reduction or wherein a compound of
2.3 g of approximately 889 strength m - the formula




denser. The usual working-up yields a red foam which is chromat ographed on
a 50-fold anpbunt of silica gel. Elution with toluene 2. Pharnmaceuti cal
preparations containing 35 ylelds 3 - acetoxy - 7a - nethyl - [err] -

7[err] - oethyl - 16[eTT] I7[erry=TF IAyar oXy - [EeFr]= g arerraene as-a -
colorless oil; [errj= +84[err] oestratrlene together wi'tth _pharnaceutlcal

90 [err]2[err] (c=0.508). -, organic-.or. inorganic;. - .
solid or liquid excipient. 3. Process for the preparation of 7a - .EXAVPLE 2 *
met hyl. - 3,1¢[err], 17[err] - trihydroxy i24k r] - A solution of 7.14 g oE
3,17[err] - . i . ; 40 7a - pethyl - .
16[err],17[err] - oxi do - [err] - oestratrigpe M&%&,m a,fafﬂ,geﬂgg,my.drdpf ugan
is added to a suspension of 2.85 @ Qf;!ithi pdradylompiundrisHisoth &ﬂdﬁmﬂﬁc&ﬁ@ s

of tetrahydro- furan at aboy (5| Orr] C a o o ls:e?é“ﬁgtoﬁ grot‘lg”ﬁ% |

140 m of tetrahydrofu S _
a reflux cghgmaghggzmegge#rhwylgmﬁ§l

ture is boiled for '
acetate are cautlou £h ) at about 10[err]C, foIhBEbdrﬂyRﬁﬁo m of 2 N

hydrochlor|c ac1 a 1 liter .0of.50 chlo fedy Aﬁ*&ﬂure is
stirred for ﬁ@gﬁ? E%ﬁﬁﬂ i Eﬁ%ﬂfornulazgyﬁﬁfgﬁggi

t enperature and Ia f aeaafeﬂs;e:ﬁa;r@he of f ELaddn} amt:u S Washed with-
wat er, dried over ST staliihes : " 1f§§§%ﬂd@:ﬁﬁteerﬁp
vacuum 55 After amu@mpb:ﬂmruan M?E?Q?m% Grndas, FO2 famount of
silica gel and elution with a ntxtd%éhﬁ?mﬁ?) 8Nd ethyl acetate (7:3) 7a
- nmethyl - 3,16[err],17[err] - trihydroxy - -[err] - oestratriene .is
obt ai ned, which after 60 recrystallisation from nethylene chlorlde~- i.n
which RO represents a free, esterified or nethanol - ether nelts at
214-215[err] C etherified hydroxyl ‘group, is treated with The

starting material used in this_exanple osm um tetroxide and the resulting
osmate is 100 can for exanple be obtained as TolTows: ~sptit by reduction

e g o of 5 BRI i e

4 plex nmetal hydride and the 16[err1 17[drr P -*di- - 5 hydr oxy conpound i's
isolated fromthe reac- tion mxture, and if the: hydroxyl ‘group in the
3-position is esterified or etherified, this group is split to give the
free hydroxyl group. ABEL & | MRAY,. Chartered Patent Agents, in which RO has

t he above-nentioned signific- Nor t hunber| and House, ance and the acyl
radical is the acyl radical 303-306, Hi gh Hol born, of a carboxylic
acid, is reduced with a com ~ London, WC 1. Printed for Her -~

Maj esty's Stationery Office, by the Courier Press, Leam.ngton Spa, 1971.
Publ i shed by The Patent O fice 25 Southanpton BU|Id|ngs London, WC2A 1AY,
from whi ch copies may be obtai ned. '



