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1%t Byc/ preparation of.
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| fepaﬁatio é 1kobropylaif mpipiexmadonene nmay be prepared by reacting
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Iometric excess of trlethyl orthoformate with:vinyl acetate at
70-[err] in the presence of ‘ferric chloride and of acetic anhydride; the 25

. bi s(isopropyl guani di ne) sul phate may be obtalned by reactlon of a

st oi chi ometri.c excess of isopropylam ne 25 with

bi s(S- et hyl i sot hi ourea) sul phate at reflux. .The invention is illustrated by
the foll om ng Exanple. EXAMPLE 30 (1) Preparation- of e

1,1, 3,3-tetraet hoxy- propane _ 30
[err] 40

40 Into a one litre’ reactor fitted mnth war m ng, cooling and stirring
means, there was poured, under nitrogen circulation, 25.8g (0.3 nol) of
vinyl acetate and 125.8g (0.85 nol) of triethyl orthofornate. The

. mixturewas heated to [err] under stirring. There was then slowy added

3

(over 3 hours) 1.4 g of ferric chloride and 2.2 g of acetic anhydride. At
the end of the addi ri mai nt ai ned for half. an hour and the
i Ppted ks 54@%%?& é?)é ”5:?‘ r}g mposi ti on ‘was obtai ned and this was

~extracted using 500 m of diethyl ether. After 45 washi ng and drying the

extract, the diethyl ether was evacuated off, |eading to an-oily product
boi ling at 100-101C under 15 mmof Hg. Yield 56.8 g (86% . (2) Preparatlon
of bls(lsopropylguanldlne)sulphate [err] . "2 - (B2055806 B~ _
2 Into a one'litre reactorfitted with warm ng, cooling andstlrrlng
meanswer epour ed 108.5g (0. 39 nDI)of bi s(S- et hyl i sot hi our ea) sul phate, 150
m of water and 94 ml (or 68 m, i.e. 1.15 nol) of isgpropyl amine. The
m-xture was refluxed fortwo hours and t hen evapor»t-o to firyness. The
resi due was taken up in ethanol from which ther ‘ A
filtration, washing and drying, 96 g (yield 8‘ﬂ?'
5 (3) Preparation of - 2- i sopropyl am no- pyri m
used in the previous step were poured 30 g (0. ﬂWﬁﬂqAYﬁ .
bi's(i sopropyl guani dine)- sul phate, 120 m of waCenptrolié-Geheradbf Paemes _
hydrochloric acid solution (s.g.1.18) and sl oW pesgissmd TredéMarks) , at room
tenperature, 44 g (0.2 nDI) of 1 1,3, 3- tetraethoxy propane The m xture was
then heated to 50-[err] '
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' obtalned 25vo
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10 under stirring for two hours, then.cool ed and neutralized byan excess of.
pure sodi um hyroxi de sol ution. The 10 m xture was extracted using 300 m of
di et IMPORTANT NOTES FOR PROPRIETORS emm’rmlxmam)mmmmsat ed sol ution of sodium
chl'oride, then dried and the dlethyl et her was evacuated off. There was

' wi sh'oi|l boiling at 91- [err] under 11

“nm of!* Hy! Loy Ll '—-—‘~— orrespondence with the for mul a
[err]. 1
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of water and 94 nml (or 68 m, “1.15 nol’) of isopropylanm ne. The m xture
was r ef | @Xedf thefornt with tmfunannludgetlluahebmp@ﬁﬁeﬁ@dw beforeithy araiyersaryidages of g palens. Was
taken up i nttetf«ampt brpwedmlesrranphem foren cxprsian pfdime toF maximun 9f6monthpis made -
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E _
- bi s(isopropyl guani di ne)-" sul'phate, 120 m of water, 75 ml- of pure

hydr ochl ori c acrd sol ut|on (s g. 1.18) and slowy (over [err} hours), at .
r oom2t enBROCEDURE FORPAYME FEES of 1,1 ,3,3-tetraethoxy-propane. -The
m xt ure was then heated to 5 - err 10 under stlrrl for tvvo hours t hen

~ cool Egfenth % E'ff A The
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descri bed herein wth reference to-part -(3) of t he Exanmple. Printed for Her
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