2 " _ ' _ ' : - 835, 558 “of chloroform

was added and the stirring con- A solution of 14.5 g. of
lerr]-pregnene-9a- £ T tinued for [err] hour. Theé-im xture was
filtered brono - II[err] 16[err], 17[err] 21 - tetrol - 3,20 - dione

t hrough di at omaceous .earth t he _resrdue 16[err], 21-di acetate and 3.2 g.
of anhydrous mashed w th hot chlorofornland the organic

pot assium acetate in 1 1. of absol ute al cohol 5 |layer separated. The

aqueous ptrase was was refluxed for 18..5 hours. The reaction m x-
extracted several tinmes with_chloroform and_ ture was evaporated to
dryness and the residue ABSTRACT OFTHE DISCLOSURE were washed with

W ihovater. The dr ol it iSRG R SRfter: Shl PR B Rptaddia e
ver ¢ veishoRURiaRe Sueh g ”d%L@acﬂ”CfSasPr{ﬁeSgﬁ%gt%ﬁ‘rry&% Flod Bratorh
3765 o Cor SRR, BeRHR A B Ruad AR oe ot pornoRTH, BaRaR. et 18 Ve
e oo L T
di ssolved in B @eq%%%t}r% nh;p‘{r gar\?i gé&gfnégéf 1‘:fr?ug)é(i?re]rar] 35 m.

of pyridin reHéQéﬁ:ﬁ@.n\é’dt Bal @f t¥He metallbic pé@Ef‘é‘géeB fneans of a
~16[err],17[err],21 - triol - 3,20 - dione acetic anhydride and allowed to

stand at reagky layer-folmieef dlolutiRd ideh®0iming 9%t 194a8kebhnk Wdrpound

t enperature overni ght. Methanol and benzene previ ous softening.

One addi ti seakctedr ¥sbnl bnemotmarzm@dwkﬁmhﬂr@s $OhabhORoWaS a@varor at ed -
75 abs. alc. to dryness.
Crystal | i zderbwabivebe dimdddzelir derivatives } imengbimbahzellber the nelting
point; [err] max. nethanol gave 6.5 g. of crude [err]-pregnene- .

238.5 nfederivativese, megrapitbbeniziftdriezcd3f aledivd{ thves p- benzothiazole
16[err], 17 err£ 21 - triol - 3,20 - dione - 9[err],11ferr]- 20 form.
oxi de 16[e kjo EtHYaéﬁﬁdtéerﬁﬁaﬁﬂﬁgspo@mﬁ triazine derivati¥esa sol ution
of 325 nmy. of [err]-pregna- 191 .5/ err] with previous softening, suitable
for 8o adhering; %nBQYGF§FFi] setderr ]tozmunﬂs@tzmmubm@kmpa@ﬁuaa@dr n
use in further trfnsfor of pyridine was added 2 m .
of acetic theRppeltfpget Fe?PﬁdSFe&HéH@aPHHQWHO:PHQ#??¥2§°¥mléls°lder
anhydrrderfﬁfd the m xture was allowed to 3,20-dione 9[err],11[err]-oxide
16[err], 22 Reetate is 25 stand at room tenperature for 3 days. The
hydr ol yzed under mldly alkaline conditions to - solution was poured
into water, -cool ed and produce the <corresponding [err]-pregnene- 85
the product was filtered and washed with 16[err],17[err],21 - triol - 3,20

- dione 9[err], 11 err]-oxi de. water to.give 0.33 g. of pure
[err]-pregna- diene - 16[err],17[err],21 - triol-3,20-dione 16[err], 21-
WHAT WE CLAIM IS - 30 diacetate, nmelting point 193-195[err] wth
1. A nmethod of preparing 9[err], 11[err] oxi des ' previous softening.

Two crystallizations from of A4-pregnenes and esters thereof ‘having the
acetone-petrol eum ether gave 0.28 g. of pure fornula

90 di acetate, nelting point 194-195[err] with previ ous
softening: [err] abs. alc. 238-239 nferr] 35 ([err]17,400);
[[err]][err]+43[err] (chloroforn). [err]. The
di ene di acetate, [err]-pregnadi ene- 16[err],17[err],21 - triol -
3,20 - dione 16[err], 21-di - ‘acetate (0.50 g.), in dioxane (20 m .)
and water (4 m.) was treated with N-brono-acet- 40 am de
(0.31 g.) and 10% perchloric acid (2 m.). After -allowing to stand
for 15 m nutes ' at 20[err i ulfite and water were.
-added. The resultant soft SO|Id kh Sisst Hieb dsvvhlch R and R err] are
bot h hydrogen at ons with mﬂﬂlllﬂﬂ t he extract washed with or
al kanoyl radicals containing 1 to 5 saturated saline, dried,
filtered through di- atons which conprises reacting the corres-

atomaceous earth and evapor at ed- under pondi ng ' .
[err]-pregnene-9[err]-brono-11[err],16[err], 17[err], reduced
pressure to an oil. Crystallization fromg 21-tetrol -3, 20- di one
16[err],21-diester with an acet one- petrol eum et her gave 0.45 g. of
crude anhydrous alkali netal acetate to form the bronohydrrn

nmel ting point 130-133.5[err] dec., 9[err],11[err]-oxide of the
[err] pregnene drester and 50 with previous browning. Three:

o, o, ] o



