817, 231 3 distils at

176[err] C/0.05 mm Hg. vacuum The condensation product boils at
A mxture of 0.2 nol of 1-mnmethylbenz- 210[err] C/ 0.1 nmHg. Melting

poi nfof the - - hydryl - 4 - (2[err]-hydroxyethyl)-piperazine, 300
correspondl ng di hydrochloride is 197-199[err] C.. cnferr] of xylene,
15 g: of anhydrous sodium Instead of sodium carbonate an al kaline 15

5 carbonate and 30 g of g h e reaction
product. it.sel f can be PAQTIEQFQ Eﬁ?eE(Pg qu4 Iﬁ%&ours ijsed
as accepm /L,,(\; I ¢ add. "Af ter cool.ing, extr &8 523

effected W
The aci d ‘c
treated W

23 | L
NG o eﬁﬁﬁ’ gf%'vﬁa% op arid fi lrg Comflﬁte IS;QEI{TJJ{!O% o, Q.ri Qo8 Or i c aci

¢ err |~ met hoxy) - benz-
of Neo&%%t um car bonat e hydryl -4-[2[err]-(2[err] -

hydroxyet \ ; ‘APplication mddd in Brigtimen Jana27t E9d6.wi t h_b igpe. After
evapor at i G N€ ppplication made ¥ Belghtf of pYANI9s6.di stiTration is effected
in a high [N

2 | - of
N- nono- [ 2[ er Neomaos @Wﬁ&?&%ﬁg’kg/g’"%&ﬁ&f% ’9?% perazi ne (boiling
hydr oxyet hoxy) . - et hyI] p| perazine wih-a p0| nt_of the baEeE I‘(?% éeyrgi
C/ 0. 015 niadeight accepbince 52(3)) GdLs SILE¢ %“—%51% B AnCAD  Ade B
(p-methyl-p[err]- e‘é%@tﬁ%ﬁgf e%ftt’\% PSS Jobs N,
met hoxy) - benzhydryl chl o I's precipitated in the anorphous
state by &texetional Classificatiopycff7d 140[err] C for 3 hours. The:
salt: produced .cont ai ns one nol ecOMELBTE SPECIFICATIORe substance is di ssol ved
in dilute hydr o= etﬁ%w #g;,gh Ml#ﬂb@iazﬁeﬁhbu't .

chlofic acid and the unconve

& Eand a total malting
point at 165[err] C.. . 70 Pr%ﬁﬁ’olg @rf‘g E{' fact ed W|th benzene.

The nonoquaternnmmewomat,lof/envﬁtehuedumbt Pﬂ'ﬁormeii to be parti describpddgypit i on i s
basi fied with Faresteee mon ;or [ obwiusxﬁ)&gnﬁﬁ%q dervativeEatt | NQ

of potassi um c;’%ﬁ éﬂg § ll)éf&m:g&\ ekabfopmilry| i odi.de.

Wi th:benzeng. fifeChnd bﬁﬁht&f 1tt1 &h‘eol vent - m- chi orobenzhydryl
-4 - [2]err] - (2[err]- ) thereS|due|s dlstllledlnahlgh
vacuum hydroxyet hoxy) - /7 - piperazine (boiling 75 - 35 r(pThe
1- (p - nethyl - plerr] Hoxy,), . ~H e base: 215[e ]
C/05rrmHg el t - b y%"\cg,M(c"Mz"sl“'apé"ZEm

[2[err]- (2[err] hydroxyet 1) & ethyl ]--  ing point of the di hydrochl oride:
213[err] O. : | pera2| ne has I | in®f witl or 21§Q &515& -1
- (p - chloro mv;b[ctg m§§ % llfai%nefgthcformula : mm Hap.
[2[err] - (2[€} alk m@%ﬁf ﬁlqbe(GﬁCH@)n zCHzOH =

80 . 4015. nunBgedpmeat i on of 1-0- br ompbelz VIRR: -
of the di hydr ocmhmnm@onalso relgteswt;g;“sm;;‘? Brg ;’]“dI 1 pmby&r@x:yehmfxt;u)myet B/l ]
- pi per azi ne’ -_ gaﬁﬁ7f§fn{f S end their mono- chloride intd JQRR* dmmg't%%lﬁfyl -4

EXAMPLE 5. meta . para position 400k kdpa@nqsohmtmow cthHéalts i % ;aﬁgﬁ" 1 mm
fl( Lig- poi nt

azine, or its derivative from .an

hydr oxyet jx xy) sedatm hgtilor} Wheplsmehmlzqnne oied | PR D kv havin e
base: . 22516 e e o e il BoEE, o0k bi oy

equi val ept’s? of °“§“ Cgftn uE 1S 3 B iy O h i dnCRER>- Belighydr) !Qliijléprwifhaplpef- 3
et hyl ene 0xide piodu g‘}e aeeda:yt@dcﬂﬁg\eléwlut jawe dextyptive havinghe forgyilan ppno - o -
bronobenzhydryr pi perazi ne. éHa _(@m/d:}mybmmagmryl -4 - [2]err] -

2 -- .7 . % Th t o8¢ erazité Chin h
e - ptpigz?eggﬁgtﬁﬁ ARt vi’gaﬁ?@ﬁ’ﬁu&ﬁ%ﬂ?ﬁ%ﬁoﬁm&%hgﬁ)

point of th lad daseCdtQorhpotids Higch  of glycol; or by iting
di stillation: i Sorebfosttocdle gaeralaioumﬂa M o It 4yd lpger 2 %n@éfogyﬁg e

- [2[err] - efnhry ammonium denvauves : chloroethyl)-PIPer?izme Sive baving the form
hydr oxyet hoﬂv) £ eashm foung) @t* | LS H-GionM n which M repreiom L Of
t he base: 194] - ant1h1 ic an atom of an alkali metal; ; or by neamgla
met hoxybenzhydg e m {e; they’ha®é i%:mng 1-(R,R*-benzhydryl) - 4 - (2* - hydroxy y)—

used, if and’ th@dol% i mbe e5|re
95 o " gt?(l;{c,elg caI;)enzhydrytl})lg 4re [2‘-(2n hydroxy? (ﬁThe invention will now be described with
55 eﬂtoxy)—ethyl]—ptperazme by means of thionyl ~reference to the followmg Examples.
" chloride - into 1-(R, R‘-benzhydryl) - 4 - [2%- _
R '[Pnct 33 6d] .



50 tol uene, o-bronmobenzhydryl -pi perazi ne which | - 0-chl or obenzhydryl -
pi perazi ne (boiling has not reacted (boiling point; 160[err]
C/ O 02 point: 154[err] C0.01 mm Ha), __m

"~Hg)’, 1- o- br onobenzhydryl - 4- (2[.err] - hydroxy- - .- B
1-m chl or obenzhydryl - piperazine (boiling- ethyl)plpera2|ne (b0|I|ng '
poi'nt: 198C/ 0. 02 point: 162[err] C/0.1 mmHg)j nn1kg) and
1-o0-brono nzhydrylf4-[2[err]-(2[er 231 1- o- bronDbenzhydryI_ plpera2|ne
(boi ling e : : : ; P

“160[err]. C 0..02.mm Hg - 0|En4m215h2d%$_4e[r21r] G/ 0. 01. rrm'Hg)

1- mbrom)benzhydryl pl 5%? ‘HHY -

EXAVPLE 6. i%?ﬁ"m%’ﬁhé PIPERRFE. 11y ) | -
Preparatlon of var| ous g.e |ves 1 - p,p[err] - di chlorobenzhydryl -

azi ne ﬁ%‘?ﬁﬂ or V\,hlchtheforrrulae are - (nelting

8y 106[err] C- crystall ec'?' MBeHr R  given hereinafter were
: ed by the pro- petrm et her), . cesses described in
Ples 1 to 5 u3|ng the" 1 0- nelthylbenzhydryl plpera2|ne (boiling

mebonzhydryl @Gf%r‘ﬂ dlomd%obeﬂ%é 0:0
the acti ; The/ sglv va
 Mipera’ine (boﬂmg pom T ]res1dueh ovad'em ﬁ&n’g%ydr yl

pifer azi ne;/,qh ' g" cRigtide of 1 - m - bromobenz Hp@iOt ; 150[6”1
N5 _mm H mol of lgp (Zio-l tlﬂmrgthylg)krnﬂeraﬂx&ﬂprﬂzﬁ&{demr] 0.2
g 2ok tgl?inqétﬂ 'ﬁ'ém b ‘,7.' . oD 6RO N
V]C§ Iﬁmld 130 to 1400 fhecomsm' '
0 ;
arryl Ofoy la y1 eateplaberefgl ne (ébmg |:ﬂaé:§:u€bs;‘f) tassmbr@mcalﬂw%dryl - 4 -

{.2[er;’% Iﬁ yd@ {hersllb]stanceisOdlssolvedln bige ISp’@thed llib@zené Bjdethe pen@@h®. 2mHg) |
_ t

: ried tas :
hydr oXx . wi ben cne eﬁome gﬁ%?llﬁs%b gnstﬁg oﬁ?ﬂ"%&% ngg hyl B
: p[ err] - ' chIor E;z; The a&d equlmoleculareT f of -the: monosodium
- mxture oioluﬁonl;s rmﬁratﬁi w&h , tﬁé biCetlﬁlEhdélytoll it hetisiderdble sal t
~ produceg #nd emacﬂed Wlth benz ylenpgljcol o Therbeyero lisore - :
aror phals RS S ‘i‘: i R
triethyl eg&giy gg,ﬂg yl bacthfor ase _can ) quat er ni sed
if it is ethyl]-plperazme w baitiog Rhe ofr] erEX§Cessoglycu1yils mvedsbyh@aﬂladna’t 140[ err]
treat edsi #P4 @éQQ}rvem nsj der abl. E‘%é%?éﬁ;&: tfgg;fedl:;;}:ed in watrgpd 6 hours. -
of met iyl Eﬁﬂ“ﬁfﬁﬁ&ﬂ% TH srenl s concam bl | 19, 1 e
. _substancehdlsan AN exclisi 3t @dsbbad Y the Qésidi kS indk @ ave no defi -
dilute hyhhdwdﬂdrmlawh aci d,. whereafter a'lbenmomqtmzlwdme{-ﬂl n@-@v+ nt but
~anal ysjg QWWW lfa lmbleq“an“ d@’g!f 0'§¥* “ﬁé‘FP’ﬂFPPé&‘sto renove
the . exces fi: %"fmé’\ Vb ah @RI oride is pre- 80 OF
- chl ori nat ed corrpou pmz - rematdhnﬁgmlslighogﬁas SfaanReiobd to t he
et her - oxi cRreparation of 1-m-bromoberFhpdryhd-[2!- s ofolptipmoof ihpdrechioni agikedo R takolpbt as-

chain.. (zll‘hydmxyeg?{ym%ll Bﬁﬁﬁ%ﬁ“’é and%fg Sfcfl’éd’a% 5198 poiati 0208 The
- correspon®ng- p-chlorinated derivati veAmom,quatmmy dm%gﬁg;g,@gngoggjt ifon is
25

"~ then Wg;hed -h ‘can be produced in ?hﬁ%wasfngﬂa _radmemgytréﬁng _
. wat er &hd e base wit e ! 1 - pi perazi ne
- instead. of %4"5)"%0"2’3\%@/0 aﬁgﬁg} 20 ek 2 35965 Hrp-
p- brormben@{ﬂ pi per azi ne. The. base pro- . EXAMPLE 3. benzhydryﬁo -4 - {
2[err] - .13 Shifdre of( 2k CLEl admms-namhtmlﬂenzhgdrgldr-nt of -
250[ err] KsiRdxyithy 191'5'%“32,&”&5&1 oi fﬁﬁg‘;&w -[é‘r(ﬁ‘ml‘wxyﬁ%%eﬂ‘}’ PIPFaHREZI N6 whl ch.
has Hg. lergnq!’:dzyx;lrybclndrrtdmmj@remﬂﬂh&hé, cm;r espond-. 8 boi ki ng, poi nt
. of 243%5@‘“@?‘@2’ fidhoaltained AEbai ST nar\ deri-vati ves can. be produced ‘as 50
. iPRdHersh a8 S cond above. o ine to

. d| hydr 0C héz@ticted ewilt béhkeas Qftéi! Basificatich. &N- . ”EggA[x_P iy
' the evaporatlon residue of the benzene extract = \ CH-N(C4H8)N-C JHECHQ)" o ’
' . is purified in vacuo, a 75% yield is obtained .

45 of 1-m-bromobenzhydryl-4-(2*-hydroxyethyl)- = =~ = ' :

plperaz;me Boxlmg pomt 206° C/0.02 mm "The "1 -m meﬂlylbenzhydryl 4 (2‘- C

. Hg. hydroxyethyl)—plperazme is - produced. by -the 95

- 73 gofl-m- bromobenzhydryl 4 (21 process described in ‘Example 2 -for:the pre~ - = -

o hydroxyeﬂ1y1)-p1perazme is dissolved in 300 paration- of the correspondmg m—brommated -

50 cm® of dry benzene. This solution is treated derivative, that is, by the action:of tthe:.

_ cold, and with agitation, with- 36 g of thionyl. . inethylbenzhydryl chlonde onthe N-mono=(2- . el
S chlonde dissolved in 100 cm® of dry benzene. hydmxyethyl)-plperazme The - l-m-methyl- 100

- Reflux heating is then carried out until sulphur benzhydryl - (2t hydroxyexhyl)-plperazme S




hydrous ether, filtering on animal charcoal and

1-o-chl orobenzhydryl -4-{2[err]-[2[err]-(2[err] treatnent with an
_excess_of a solution of hydro- _ hydroxyethoxy)-ethoxy] -ethyl

} - pi pérazine [err] - - -~ Amnmxture of 1.5 nol of

1- (2[er'r'] hydroxt_ aqueous sol utlon of this hydrochloride with an

et hyl ) -pi perazi nt -and 1 nmol of o-chl orobenz- excess of potassium

carbonate. A benzene ex- . o hydmyi23ehl or i de S heat ed at 150Perr]

C for 15 »fractter—is—effected—amdtire" benzene SOI

m nut es. o\ -’é’-- Pemited A er3100 & % uﬁcgf

pot assi.um car bo aler . . A Sk &K% C@H&b¢ﬁn§ﬂﬂjﬂr@md1&xstwa-el%ﬂm th

Thi s benzene -.s.oI ANxyl eq of hilkyd tls)s@hm Instead of squiwy egrbonate, an alkaline 15 .

equi nol ecul ar 5sodathbnaarnndf30tghd lyoe] begnehydrin is oxide or the rea gja"t Re

benzene extract etilonpi yo of di estﬂ/’Fé?f%‘fr)? j_%%“a consi derabl e

a 75% yield is Bf"?f"@r&‘ﬁb@%'aﬁﬂazs DRk o gy mioghpont .
wn'h

The benzene is anwgoess ofpotikgiim ear ZPWYIF-B‘—WdﬂIWW@WY))-ﬁ]hYH;] io
pi perazine re(m)ana bdngeng. | r PPeEHE is 65 I C as

a boiling point €ftheow rq‘s}’“"éf"b‘smrﬁgted in a boiling water-bath with
agitation : .. feor 3

hour s. ' - 0. 2 mol fwg/@ﬁhl O{CO.PSD&QMEWJH ﬁ 04,2[ err]- The

excess dlethyleneglycol is renoved _inp- ﬂr xyethyl) plperaZIne
i s dissolved-in 300 vacuo ang,tbé rd&éi due dissol ved in water and - 90

cnferr}: of dry benzene and a sol ut of 36 g..then in benzene. The benzene

T O
extract i s washed x'migure of 2 mafoftﬁlh&{&y[h _@hL Ol fifipdckbuyh QQutT -Sipeharié @Blilitg
benzene - sever al hjdr¥gshoky) - Wi I- pifefagiie [withi 4 | @aind of thectbaeo 215° C/0015 mm Hg)s

added col d-wi 12k ggmgaolut(m of|:Q@‘q‘ tnglxo @a:gqthygpr s Thepfhgdrochloride does not crystallise and

1- 0- chl or obezhyd# "%0 Frif ‘SP’“‘W“M uﬁﬁgﬁ’ mmut
until sul phur di 85HE Madde i 61%&3{@211'!11@3( oet B I ea i s oRE b\t
ceased to be- evokmﬂd_md and the uncorlvértet dbehnz ds,tll I9e° C46d 2 &itdl et @ir@at)lﬁm

The sol vent i $0evhlgride ixtextepctpdwit he %{“

g b
precedng’ " einel e d o G
exanpl e.can be U%ﬂ & rf brSof &avdna o 1-m -cMorobenzh;da;e hy-dmc 1Bri de
formed is fil termt&m]aﬁezs didtmed yhiphoedabor-i de Iudroztyhtboxm).l-a@bl(], |(b<ah L&
cOr Sspond no Bagebiel | pogipiey ppebrol iy tmg@;;:f,to gL G0 g el
817,231 . * piperazine has a boiling pomt of 225—230°5 - chloro - p* - chloro) - benzhydryl-4-
EXAMPLE 9. - C/0 01 mm He. " 21 ** - hydroxyethoxy) - ethyl]-piperazine °
1-0-br ormbenzhydr yl - {2[ erExA}n{rQ.{sér r] - er r] (boxhng point of the base: 245° C/0.1 mm

_ , melting point; of therﬁglydrochlonde _

hydr oxyet hoxy| 40 et[??f’ ﬁabZ‘s/\@"%‘&éW h
1- o- br onobenzhydry 2’ S, ﬁh‘”ﬁ'ﬁ? SE SET 8%rﬁ,gn§it§yme§zh ed 1 pathguaci d
sol ution T4 et hyI) pi perazine is hydiocvetoky)" ymjl ﬁ)emhtes@othd a
benzene extraction '

4 Sl O-CH, pohnt oiblésémb FW for
preparing the:- evapergyi on o% ol \fc':ﬁ d|1§ %”hyry -y (b;&zfg
correspondi ng o- cl _nat ed derivative, by t E‘@d &*‘ gaﬁuum :
The condensati on " A" ofuene solution - RCH oofbrﬂgrplﬁmﬂhbﬂdxyjdrocﬂid»r@m aW-ei91°
-1([err]- pr oducte:gleﬁetoxhce mhddacnﬂréa e(é/s@lu@@5 Hg. 4 ][91 n-
hydroxyet hyl ) -4 p@r &’me-owmn hy m;:’ ¥ %

al; r]zs drnfaﬂm) fllm? )

is ‘produced. by
car bonat e, “'m ar at abou 170° C for f"ﬁfﬁﬁ’
pi perazi ne'~ stiiBRtidn oo de Asrsmtthg npaterials there may be used,

distils atNZgG[ erag}‘ileﬁ Emmhdﬁlylelded Smwﬂg‘ctﬂﬁq‘ .J?lfogenghydry S%peraz?n%”(ﬁ%ﬁ'iné’sed

as accept OI’ o | H .
has not_reacted, (boiling point:  160°. C/O 02 point: 154° C/0.01 mm Hg),
S ".'- .. .mmHg), 1-o-bromobenzhydryl—4-(21—h droxy- 1-m-chlorobenzhydry1 p1peraz1ne (boﬂmg
- -7 7.~ ethyDpiperazine (boiling point: 198° C/0.02 point: 162° C/0.1 mm Hg), -
. - . mm Hg)and 1-o-bt'omobenzhydryl-4-[2‘-(21ll : l-o-bromobenzhydryl plperazme (boxhng 100
... hydroxyethoxy) - ethyl] - piperazine (boﬂmg pomt 160° C/0. 02mmHg),
'oﬁntkz_‘ls-—-220° C/0.01 mm Hg,) : 1~m—bmmobenzhydry1 plperazme (boﬂmg
o E'XA.MPLEG — pomt 185° C/1 mm Hg), o
Preparauon of various denvauves o 1= p,pr - dlchlorocl,aenzhydryl piperazine s
o .~ The products for which ‘the formﬁe are (melting pomt) 106° C, crystallised from 10
".. .60 given hereinafter were prepared by the pro- petroleum ether]
o glesses described in Exanl:piegﬁ to 5, using the 1-:—%%%23317% H;;l)perazme (boiling
" appropriate benzhydrylated derivative. poin i
- _Pli’ -po - chlorob};xﬁ;l’lydryl - [2* - (2“— l-m-methylbenzhydryl piperazine (boiling




A mxture of 0.2 nol of 1-o-bronobenz- of hydrobrom c acid.

hydryl - 4 - (2[err] - hydroxyethyl) - piperazine, The di hydrochl ori de
and the corresponding 30 15 15 g of anhyvdrous sodlunrcarbonate
40 g of * quaternary derivatives can be produced by the .

monobr omhydri n of diethyl enegl ycol and 300 process describef in Exaane 7.
cnferr] of xylene is heat ed under reflux for 48 T MPLE - 10.

hours. 3 817,231 1- mbrom)benzhydryl 4-{
2[ err] #9[ grrl LQ[J:rL] — —After. cogli ng- the cuhst ance IS

extract’ant wrsmrcyoos hnyrﬂg)xyet no ) elp e (-betnigybougt pstpersa%o;rez 35-4

20 di |y ”9%5’ pat as- err] _ .

0.2 m)|“‘ int; 1609 C70. ] '2%6%'1- m&; _4 1ene i's rem)ved
s ds Sbb: 6192—1950 C/OmeHg) T2l ert] -hyldtyesény)-etho

3 rir—(pemﬂwlneo‘ -tnethoryanbbnthpdrylr esi due heat: ed wrth agl tatron 4.n a
soI ved kn 250-cnferr] .of dry benzene g .a boiling Water-bat for
ks . - __-E'E‘f@"# f. FHMCQQLOB_ c ggg_d col'd and with Excess
g ycoI i s removed by ,%,_;2 k) gltatlon whereafter the
m xture vacuo. The ?ésr due di ssol ved [ n water and ' IS
heat ed unti| sul phur dioxide has ceased to .then in benzene The benzene
extract 4 §’1‘ é@l mol of 1-p-bromobenze, shleris, acidhin| Fﬁg Bhe safti Pm@md | $ per f or med

and 155 gl pﬁ%gg ’%cﬁ’ Yt °n°°%§§cem" rpé’ﬁf gx fBe@ga sefglfpftmls -. the
hydr oc & Sea@ 9t iderable excess '

anhydr@fsreahmitsone of methyl bromidthe @ehyl ciodidet ITHA product :

di stil the substance is dissolved i h Quasesparye degad bave go Hefber at ed by
' 2o, SRRl W e S S BB el o o

£ lecul
t hi s hyfhhhfilkediconiOund. The  di hy I'OGﬁlthl&rrfl oeicu cted @ £he d§9

with- aril'leméssslugsl ip m&l tu}rln% petesbomlize; t he quat er na@xdderr vatives can be

pr epar cx WIth DEDZENE. ko g E'E'Wen and :t he

Deron i L ol e, sl i m&mﬁm oo Jegof o' ed on

pot assr U 8, ydeiisaubtained of 1-p I:Bnﬁnosobl-.lirdxﬁbﬂenk}'@'d gﬁ elh:hps Tbake PRb-€QUI - ’
§m -4 ﬁ‘%}‘y—%" 2‘“ IT’ Mtar%lhnmnssqt hi%ﬁ‘bﬁ%%m deri va-

1 mn [ e and the correspogd- o of

et hxsben thlhs r@duﬁeé)rbiﬂd@ rél %{lmd’fw& droRyER i rouceéit"hm%()’/] -et iyl
emmrlad by dlssolunon in an- The 1 RXKMPLE t)ut - '

a 11@16’
ﬁ%fgi %‘EW%‘Z]&% ‘é‘r‘arﬁryr%*w 5ﬁdfaxyst8?xr)-eth°§r I;uzzlrwem mm ) on

|nt of 210- 21;,';1.1@/ .01 ﬂgmlz—lg IS The chl ori de I's pr epar ed in knovvn
f - =="pre d” usiRedgre-icir &8l esses described from
,ltéEUtyl benzhydrol \ﬂ@'ﬂsch |§*2‘E5*20duced o : 75 in Exanples 1 to 6 and

- &Y the action of benza he mag- 85
t he aCTet!bﬁPp{ (‘ﬁ)){nol ﬁi‘ )dg:ouﬁ)ﬁ Qlozrofdt%rs t}eWI é:ér' vative Of

m brorrbjznnsa ﬂ@nizezme,d a‘t 150° C for 15 tradtiof 4 tﬁegtéd—hﬂnﬂihydﬁgﬁb-sﬂﬁtﬁﬁrwl ne. This

| at t Bg; gﬁésn @f the fhese rswerl pYerpotassium carbonate. product ,
bp g Bred o i Wl 0 o 1020
3o 01 Rty SBASC Bkl b, B e gy onpdium

1-mn- bLPtS 4 yieldrig obtained of 1~o-ch1<86benactcxcess of dwﬂwhnégutgll Therbz&zgaﬂ i.gl 8&hl ori de

gbOIé wh?g}ma bmhngpt)ttxxrgxgrf@%l){g1 C%p Fr]:em% bavrzlg gwater 211 ﬁ}l‘ﬂg in 90?

02 mol of 1-a-chlorobenzhydryl-tl--(21 - The "excess dJethyleneglycol 1s r’emoved m "‘,‘-"- '--"'.’:_ .
hydroxyethyl)—p1perazme is dissolved -in 300 woacuo and the residue dissolved in water and 90 o
5 3 of dry benzene and a solution of 36 g thenin benzene The benzene extract is washed _

70 of ‘thionyl chloride in 100 cm® of dry benzene several times in water; then purified iz vacws: © = -7 ;7
_is added cold with agitation. Reflux heating is ‘The 1-o-chlorobenzhydry1-4—{ 2% [211-(2111 ;‘- AT
then carried out’ unt11 sulphur d10x1de has  hydroxyethoxy)-ethoxy] -ethyl }-piperazine” ob- .

ceased to be evolved. tained djstilsat 240—245° C/0.01 mm Hg." 95 1

- The" solvent is evaporated in vacuo, the The process described in the precedﬁng "”'

75 res1due is dissolved: in’ anhydrous acetone and example can be used to convert this base into
~ the hydrochloride formed is filtered. The the dlhydrochlonde or the quatemary denva—
corresponding base is liberated by treating the nve - )

()

B




pi peradi ne, 15 g of anhydrous sodi um carbonate of the solvent,

distillation is effected in a high and 30 g of nonobronmhydrin of
glycol is vacuu .The condensati on product boils at reflux
heated for 48 ho 250- 255 C/ 0. 001 nm Hg.

10 g t‘er cooling extraction is effected with

EXAMPLE 12. ¢+ 5 dilute hydrochloric acid. The acid solution is
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