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ide is in the formof prills of about 4 - sufficient

finely divided sodi um ’
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25 dianeter. The mixture is cooled to [err] and hydroxide to react with
t he hydrogen chIor- unreacted d-2-amno - 1 - butanol is ide present

v 2 er-etb oS i e—di stil-
(2) d|st|II|ng and thereby separatlng the 85 lation is at a pressure bel ow
20 mm nmercury, unreacted d - 2 - amno - 1 - butanol fromand below [err]
heat being applied at a the mixture; 30 rate within the capacity of the
condenser. 4 (3) addlng az2to4 carbqp4ﬁbkanol S0 as Tsopropanol (29Q0 g.)
i s added to—the—dis—toformasotutitomof—dd—22—Fethytene-
tillation res@eﬂﬂm@hmm)dl embe-r atxtmné dﬂwro-abox’IREGaAR HIBA V. & BLEACGEEL.anol in
sai d al kanol ;chlog ; casepEee b 48| mBbwed by £hags ey Agenty4) separating
the undissol éﬁ; 480 1 nut es. R R B
chlori de frsonautah QA5 arod? "Whe%erptf@mamsy filtered alondeffWIC2.0 renove sodium
(5) addi ng hyadpogenaciiog tdeygmereding ¢im. chl or | desuisdorcthe Applitini(er -cake is
washed with soOlRinkedifor tHer Hgéstits Seabionery Gfice] by the (‘.tﬁhh)ﬂr@d’lﬁdtnmg{ﬂu? 40f

i sopropanol , at [Paiphed e Vﬁ?ﬂﬁﬁﬁ“ﬁ,ﬁ@my Buings, B‘ti‘f“%i‘nﬁfmdllﬂﬁy chlori de,
and 95 of the filtrate is diluted to 4300 n? "Wi'th iso-  precipitate tngp

sane; and propanol and the tenperature is adjusted to . (6) separating
said precipitate of d,d" - 40 [err] 15 g. of diatonmaceous earth filter
2,2 - ethylenedllntno)d|'~ 1 - butanol aid is added, and a second.

filtration is car- dihydrochloride from said al kanol . ried out.

2. A process according to.Claim 1, in 100 To the clear filtrate therie is
added 1200 which the sodi um hydrOX|de used in step..g.- of nethanol . and 150
g. of water. The (1) is free-flowing and less than 5 it in 45 vessel is
cl osed and hydrogen chloride (about particle size. 250:g.) ‘i s introduced
over the surface of the -~ 3. A process according to-daim 2, in charge
at a gas pressure of 5-7 psig, while which the sodium hydroxide used in
step (1) 105 the tenperature is allowed to rise to [err] has a-particle
size of 3.0 nm" or less. toa pHof 2 to 2.5. The charge is cool ed 4. A
process according to any preceding 50 very slowy to-[err] and is stirred
for about claim in which the distillation of step (2) 1 hour. :
is perforned under reduced pressure.. Conveniently, a small aliquot is
titrated, . 5. A process according to Caim 4, in 110 and a cal cul ated
quantity of hydrogen chlor-. which the distillation of step (2) is '
performed i de added. Proper final pHis confirmed by under a pressure of

| ess than 20 nm and a 55 testing as acid to wet Congo Red t est paper.

tenperature below [err] Other nethods of neasuring the pH can be 6. A
process accordlng to any preceding used. The white crystalline product,
d,d" - <claim in which isopropanol is the al kanol.115 2,2" -

(ethylenediinino)di - 1 - ‘butanol added in step (3). dihydrochloride is
separated by filtration, and 7. A process for preparing d,d" - 2 2" - |

4 ' _ : 1, 345, 478

4 (ethylenediimno)di - 1 - butanol dihydro- TRECGEAR, THIENANN & BLEACH,
chloride, according to Claim 1 and sub- ' Chartered Patent  Agents,
stantially as hereinbefore described. : -~ - Mel bourne House, 8.
d,d - 2,2" - (Ethylenedimno)di - 1 - o Al dwych, 5 butanol
di hydrochl ori de whenever prepared by - London, WC. 2. a process
according to any -preceding claim Agents for the Applicant(s).
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