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olefinically or acetylenically unsaturated
bromide, chloride, or iodide, wherein the
carbon chain contains a maximum of about
eight carbon atoms, exhibit the antimicrobial
activity of the unsaturated halide moiety as
well as other valuable properties not exhibited
by the unsaturated halide.

Unsaturated halohydrocarbons which form
adducts with hexamethylenetetramine having
particularly high antimicrobial activity are di-
haloalkenes and haloalkynes such as propargyl
bromide, propargyl chloride, 1,3-dichloro-
propene, 2,3-dichloropropene, 3,3-dichloro-
propene, diiodoacetylene, and 1,4-dichloro-
2-butyne.
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It has now been found, and the discovery
forms the basis of the present invention that
the hexamethylenetetramine-unsaturated ali-
phatic halide adducts can be stabilized by
mixing a suppressor additive either with the
product or with the reactants so that the
adduct is formed in the presence of the
adduct. The invention therefore concerns the
stabilized adducts and to the method of mak-
ing the stabilized adducts. The stabilized
adducts of the invention contain a suppressor
additive selected from wurea, biuret, 1 or 2
carbon aliphatic aldehyde polymers, am-
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halide, and which do not undergo reaction
with these reactants, the suppressor additive,
the adduct or the final product composition.
Conveniently, relatively low boiling organic
liquids such as the halogenated alkanes, e.g.
chloroform, methylene chloride and carbon
tetrachloride, methanol, ethanol, tetrahydro-
furan and dioxane are employed.
Representative materials which have been

methylene: 1,3-dichloropropene adduct. The
heated tip of an electric soldering gun was
inserted into the end of the section of adduct
which was remote from the interface of the
two samples to initiate exothermic decomposi-
tion of the adduct. The behavior of both the
adduct and the suppressor additive containing
composition was observed.

Rapid propagation through the length of the
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115 drying step. 8 grans of the conposition
along a 4 inch Carrier liquids ordinarily enployed in the (10.1 cm
section of an insulated trough 6 practice of the present invention are
those inches (15.2 cn) long. The remaining 2 inch 55 which are solvents
for the hexanethylene- (5.1 cm) section of the trough was | oaded tetram ne
and the olefinic halide or acetylenic wth 4 grans of unstabilized 1:1
hexa- 120 halide, and which do not undergo reaction nethylene:

1, 3-di chl oropropene adduct. The with these reactants, the suppressor
additive, heated tip of an electric soldering gun was the adduct or the
final product composition. inserted into the end of the section of adduct
60 Conveniently, relatively low boiling organic which was renote fromthe
interface of the liquids such as the hal ogenated al kanes, e.g. two sanples
to initiate exotherm c deconposi- 125 chlorof orm nethyl ene chloride and
carbon tion of the adduct. The behavior of both the tetrachloride,

nmet hanol , et hanol, tetrahydro- adduct and the suppressor additive
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observed. 65 Representative materials which have been Rapi d
propagation through the I ength of the 3

1, 301, 390 3 unstabilized adduct with

conpl ete degradation anount sufficient to provide 10 wei ght percent
occurred. The deconposition stopped com excess of that required
stoichionetrically for 20 pletely at the interface of the adduct and
preparation of a 1: 1 hexanethyl enetetram ne: the suppressor additive
cont ai ni ng conposi- 1, 3-di chl oropropene adduct, was added slowy 5 tion.
No vi si bl e deconposition of the latter through the dropping funnel.
Fol |l owi ng com conposition could be seen. " pletion of the
olefinic halide addition, the reaction m xture was agitated while maintain-
25 Exanple 2 ing the reaction tenperature at 40[err].
until A 5-neck, 2-liter flask equipped with a an ionic chloride analysis
corresponding to at



chilled water condensor with drying tube, |east 94 percent conversion to
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Known Art hours at 65[err]. and an additional 90 pounds Into a reactor
was pl acgd 4000 pounds (40.7 kg) ?%Ht hée 1,2 - dichloropropane - }1,3- (1813
kg) of hexanethylenetetramne in & di chl aropropene mxture s added

over a pounds, 7260 kg) of netwABEmelrichl oride and 60 two hour period
while naintaining a tenpera- the reactor and contents were then purged 25
ture-of 65Terr]. 1n 1 I N m XEUr e, T nitrogen gas and
heated to mosfg%thilg ﬁengg[eﬁeg&mm&gﬂdr%& Xt U rPEAJ Fessgra%q%‘%“ﬁt ed to was added,
over a six hour peri cﬁdip?ﬂ6ma1;dewiede(m°{sl urRTypehavi ng a 30wneg)ght per cent

pounds (1795—Egj—vhq—ggxrmmn€ng-scﬁﬂr§cw®pressor
additive contént of ‘PHEITPEPIFchl ofdpr ofBRE WAL EOM 1 Ldi- 65 25 per

cent based onzthe t otpadpargAria@sde i On 75 hl orsHiORBRAR U k4O N this addition
the re- 30 weight of solids in the slurry. The 1,3-di- action m xture was

di gested for $ix hourddedgtce®icor opr op8he WATHEEd in an andlint to 65[err].
and then cool gd to 30[£didhlorop a,?glefl nakyy Privicdgialiae Wei ghtg percent of that
required transferred to a ro vacuum ‘dryer and stoichionetrically for
a 1: 1 hexanmethyl| ene-propagledtilofidsr 10 A®ur s pawising bicattiopptd d Aat ex- 70
tetramne: 1,3-dichlar dduc di um nt ai ned at
80[err]. and gt 35 q’%{hﬁog(’&ngﬁﬁn%conp%%tl Oﬁﬁgﬁ\ﬂ%ﬁggﬁ 3-dichloro- an
absol ute presgure of pRépaigylchesid{ 635 %) pesnchumeaﬂrb@att addi4si on, the
reaction m x- _ of rrercuﬁ!i%‘# The rodu % anal 3‘ owed V\B.% heat ed, under
an addr¥ oI & 2

agitation, fof Prop cent® '515 R of Kéxanet hyl ene- 6
hours at the ®5C. tenmgealamwpﬁ;pene 40 t etcalcitih @béateact i v@go adduct .

75 6 364396

6 B. Preparation According to the Present manner of Exanple 4A (six

runs) and Ekahv efnitheo resuliting composmons are EX@heapirelud Bh(nsq was[ wansferrediioch av e

aver age fydgo &x ta%;t:é’fke% 300E é‘F‘ Bnd4 dpurno! ‘90 and
95. 75,5 185 é,c&vg? Mhowh: “%qé%aqeu ﬁ%ﬁ»ﬁ% Sl‘:fiﬁ,% > sanples

of hexarret hyl enetetram ne - 1, &uk@th@ﬁ:yﬁ@dpwbbl carbonat e
and dichl oropro peFramgdduct Whl ch vvem; xe @ﬂed75°gt) 16500 ounds 7475 kg)

of met hy) 4ffe PRS-, ﬁ%ﬂ RRRREgpEPer d& The
react or ﬁﬁ 91356 lﬁ%)un %‘;{ h%%ﬁég go ere g s1s 1nd1ca ?nve 1on ot under vacuum
pur gego Whiofidénwéré beged ugaszmrgdudnegmseﬂ tCSaﬁSI[eSebfr ihe stalémmmghled pqxdumt ity (Sample

1) of t hglasgbitd agac resﬂtwasm ads 290710’ o 3Arpetee)) angif visible epar ed i n
t he man %&Xéﬁﬂ\ gggml N ‘ngg‘lf‘oﬂ]?e sH‘i”?‘f&qg% V?:LER 2
ith § @g@&‘

1, 2-di ch nerhgaat 53 a§h ﬁe&emmg &mﬂlmdsuquanm im35 propane
and 805 pmacdmt 65PC3angl| ngdirtaired t - toiobed YiBRmpdvile® by dk rrdvess shae adduct

pr epar a- lﬁgf%%ﬂmﬁuzgﬂ ’F‘bl PES’W‘%@V"PH‘F‘S addition tion was

dry-bl en “ARER r eact i on mi Mt Was di gesteds§or six
hours  apendsit 1,Diictaep Sﬁaﬁtaddb@ﬂﬁiee ta0 wwmm@ctadccc%{:gemrt}m and t hen

cool edOtt9 Sbfeqa gtion n@ﬁﬁdW#S $t¢ for hpl e contain wei ght of that 15
dr| ed inl "é)t a{}%\&‘q& e 1(8155]1{}%}%%“?3 (é& e and pl aced
n{h iixﬂge @va d)veb lgﬁkﬂhmdecﬁﬂt aoner.

t h| r d wetg hxa mﬂ‘ammlt;naigxﬁaxmglaeempmanedheateammdr ntemc&erattheanpmm ute

pr ess@f eturyyf QIFC.tip gheptiaricreachy segrad hegred &g 6596 es (635 nmm)
of nercu;?g;rﬁé 10 %ta%“{,aa{,é‘i } ff @6@%?%@@5 ‘zzcﬁ‘q,ﬁ‘i h°“r °d y@ﬁaym s of this

pr oduct a\Rfte asgpwoﬁmatnveéj&\%dmm Zoganp Q&Hlb@prbpﬁnﬁﬁﬁi 389%3) 34aas 66l aced
25 per cent ‘based on the total composition  chloropropene. Following this addition the re-

30 weight of solids in the slurry. The 1,3-di- action mixture was digested for six hours at
chloropropene was used in an amount to 65°C. and then cooled to 30°C. and finally
provide 105 weight percent of that required transferred to a rotary vacuum dryer and
stoichiometrically for a 1:1 hexamethylene- dried for 10 hours using a liquid heat ex- 7€
tetramine: 1,3-dichloropropene adduct. change medium maintained at 80°C. and at

35 Following completion of the 1,3-dichloro- an absolute pressure of 25 inches (635 mm)
pene reactant addition, the reaction mix- of mercury. The product analysis showed
was heated, under agitation, for an additional 91.6 percent conversion of hexamethylene-

6 hours at the 65°C. temperature. tetramine to active adduct, 75

\Dgg
"O =

Zr



20 conversion of hexamethyl enetetramne to the in a third simlar
container. Al three sanples 45 active adduct.

in their containers were placed in an atnos- In the above two experinents
the relative phere maintained——at a constant-Tetative proportions—of
hexanet hyl enetetramne to 1,3- humdity of 54 percent. Each contai ner was
di chl oropropene were identical. wei ghed at hourly i*ntervals.

Results of this 25 A series of simlar runs was nmade in.the test are

shown in tabular form bel ow. 50 Sanple 1 Sampl e 2

Sanple 3 Tine§ hrs) W (g) % watds30L3%W (g) %water* W (g)6 %

water* 0 %7P§ argti ding ¢ hPs%rzsomann of - Exampl Q\st

28. 23 2. 0p B Pbogion geciding o g brefele ZOggme of Brample, 46 G Wy wyq )1

2. 71 28 3(51 31;1;0 ka) r@ct@ﬂwa:th p}aced 2590@50?38 iqréiﬁsulﬁs of }?O .90 athn38552, respect1v1e331 07
8, yenete a, s am exame e amine -

28. 42 é %unds (81? ﬁ% odlum bxcar{l?e% dlCthI‘ ﬁze :dduct {v e e prepare

3. 26 28. 25500 poun 5 of methyl ch m the of Exampl A 4B abov

28. 28 1. 37id&. eW&iaerbr Iaﬁd ez&eamwa erdVdti OxfstameOkeHiEE

WE CLAIM | S; - purged with mtrogen gas and heateét Br eémghwd@amxtw@msslb émfeht afdrh@m

urea, 70 1. A § %”@,‘ﬁsf%"% Qg“; or%’.’ét *’ e Rl f‘a“%‘%ﬁ’ﬂ%ﬁ“\%’ﬁ?a%

allphatlc al (!.leh d;d;i rb mh @gﬁa ﬁ, ﬁgp%g,q yher,

an anmoni um or azle ut honelbeabd beHowElE mnsaad&uqﬂpr e&s Oﬂ’as bléndbte trmdugm;t ewdthf aom

urea, carbonat®@e gm Isl %3?, 3 i b!g g‘%pfe #}g?n

al i phat ic al Sifhyr?g in §%it E On Qﬁ‘ﬁf‘d v Ady ‘ﬁ 11ar

pol yner, an ammihgthnh@rd lian nain. AGdntiinkd) AAthd Qigh lqammtyO(ss:ﬂﬁ@r ess

the self- 75 camgﬂasoéC ad aramthomm mssuad ka] of uhea@uctsslgépared g A

exot herni ¢ deco o hip ‘fg&‘?‘ ‘lsfi‘ s)xyl iC
f b

et 60 s Mgt S R el TR Dtk DGR o Tty

claimed in claimi® saawtai n- car bonat elina mmaﬂbdntaﬁxarstu@respmar RSH afn’ﬁ@- sel f -

ing 5 to 90 wei ghe ths f(;ef\enwa?n of Petlrh@ltsafdjd rﬂﬂa?we Pbreo irjedh gy at t@xmmmtmrﬁ_iagrve

ne 1
deconposi tion 1c1l1;00@t %ropene erei.;lﬁden?qptﬂqg)[l a5 81 a "‘% “E Fﬁer‘xlr ﬁt?s?gf th1
add!JC_t . 25 A series of similar runs was made in thé Ngkstlare rslf(’; %ﬁlﬁﬁgorrp%lw nt Of 5¢ he
additive. 2. An adduct as clained in claim1l contain- 7. An adduct as

clainmed in any one of 65
clains 4 to 6 wher eflimet he
claim1l contain-
wei ght percent of thg
85 4. A stabilized hexanet

i Ng Samp1@ 190 wei ght spglcent of the.agditi ve.
adduet—s—3— 1 hexa—3—Ar- adduet—as—etatned in

métny| enefBt®antnwater] | 3-W &hl 66 cpedpen¥t @nglelBied 45

addi tb

. _An ad@y b as cl al I'TEdzg
y enet etram ne-

wei ght percent of undaturat @i2il i pedi c haBi28e addloct co20 ni ng.98t he

adduct of equi-nol ar zoort|09§42pf hgxﬁ

1, 301, 390
t he Present

Exanpl e 4B (six runs), which

ave aver age

2@35 6 BZ

1.32

any of clains
4 to 7 conpr|5|ng 55 to 95

64, A :
repara 3 on cCording to
manner3 of Exasipd e 4A.07(Si X 2Bulas) angr | nvers.27on
Into a reactor was pl aced 3000

pounds conversions dF 90. 98 -&nd 93:4s5, r@§p“§ct|v§a?@/ @%81358 1?6) of
hexanet hyl enet et ram e, 180@8 70 Sagp;bes ofgghgxarrej szl eneigeigr ampg7- 1,3- 5
pounds (816 kg) o S whi ch
were prepared 30 1*6 ou S 75 K th Iene chlor- in the manner
of Exanple 4A and 4B 6‘%(5 eéi(g“l"'f‘f lr‘@\ez%‘f 8{ ‘{ﬁ‘a BiHfents were then were

dried to consta

to 65[err].

2970 pounds (13&?a§§t§d

Qiphatip hfdak ct|c5hté
a suppressor additive selected from ures,
biuret, a 1 or 2 carbon aliphatic aldehyde

vacuum purged wth mtrog
NI e Rt

L{Wa&al bi-
carbonate or an ammonium or alkali metal
salt of a 2 to 8 carbon aliphatic polycarboxylic

and heat ed

ahgé 1%-0 m@d ed

polymer, an ammonium or alkali metal bi- acid in a proportion to suppress the self~- 75
carbonate, an ammonium or alkali metal salt propagating, exothermic decomposition of the
of a 2 to 8 carbon aliphatic polycarboxylic adduct.

60 acid or an alkaline earth metal oxide or 5. An adduct as claimed in claim 4 contain-
carbonate in a proportion to suppress the self- ing 5 to 90 weight percent of the additive.
propagating, exothermic decomposition of the 6. An adduct as claimed in claim 4 contain- 80
adduct. ing 15 to 45 weight percent of the additive.

2. An adduct as claimed in claim 1 contain- 7. An adduct as claimed in any one of

65 ing 5 to 90 weight percent of the additive. claims 4 to 6 wherein the adduct is 1: 1 hexa-

3. An adduct as claimed in claim 1 contain- methylenetetramine : 1,3-dichloropropene. ,
ing 15 to 45 weight percent of the additive. 8. An adduct as claimed in any of claims 85

4. A stabilized hexamethylenetetramine-
ansaturated, aliphatic halide adduct containing

4 to 7 comprising 55 to 95 weight percent of
the adduct of equi-molar portions of hexa-



10 a mxture containing 20 percent 1,2-dichloro- placed in a flat dish. A
second wei ghed quan- 35 propane and 80 percent 1, 3 dichloropropene tity
(Sanpl e 2) of the sanme adduct prepara- over a SiX ovvi ng
this addition tion was dry-blended thoroughly wt m@l’ !ﬂﬂ b m xture
was digested for six hours anmount of sodi um bicarbon a at

65[err]. and then cooled to 30[err]. and finally sanple contal ning 25% by
wei ght. of thar_;LS_dL_l_ed_L_n_a_J_oLar_yJLach{QEfE%_ye_L for 10 hours supp_r_e_sgo.r

addi t'i ve and pl ac®d Pepardioss idAttordikg QhdiBiet@ a Iniafinet dofh ERimpRX ARG Al abd
mai n- container. _Athird \Kmeglwe q%gant i ty (Saﬂpﬂle4Ba(smedishtwh@®[gweriv%&ndr
at an absol ute pg % iy Eacten wey I e%gar ?”ﬂﬁr (ﬁ%ﬁ%ﬁljhg{a "’ﬂﬁiﬁg‘gﬁ f‘

i nches (635 NMB) MlndItb Ukgy m’ﬁﬁm S0 oS bk HE v/’”ﬁymyséédgmo

anal ysis of thi s16s00ophunds W@\h@)}lo@ﬁe@l@eﬂﬂﬁnt in ﬂradmaum lof Exuriplaruat sndbiB above

anal'ysi s) was plld‘é h'32 a“efoﬁvbr%@t iy h ot eopst igltlug?eghmt%uéupn a
third sinilar egg .- [ﬁ) ' SRR e Erniole 47 -

in their cont aj %ﬁ)ﬁznw&ﬁtaﬂ ng Qe aBed uileﬂ £A 1s346h e.ifa%éd dqedt S5
the relative phermnqrandn8®iperedt létdmalommmantmsr Gaaple Zp oqoﬁl@pmet addm pwpara-

hexamet hyl enet et;fl’&’rﬁ Schoprpegiods Followingithis additay E;‘%%ﬁg‘ Iblendﬁ cHoresh Wﬁ%e “was
C

€ Teaction mi dig sodjum bicarbonate fo
di chl or opr opene Jk5&:. kPl GALd to 30°C. and finally\e! kaiRRUBSH tyl BB At Sthat

Results of this d&kdin a@ot&@rvmﬁﬁmmﬁ—yes fomlba]burs U RSpprusssr mmtﬁeland tphe:d es kimilare 40
shown:in tabul ar“sﬁlé ?g‘&w exchas@ ail!- container. A third tdoqntity (Salnple

e s (gt S BGOSR e o

of this product showed 97 sodium brcarbonate by an as placed-

2. 22 conversion 28 h2@methylene@tr{d@ne to the 28n 2 Ghird similacoB@ing. All three saifiples] A5

L 28. 35acti1vet;dd S 1 h hpir gontamerj were 8lag2 in an a;ngs-07
42 t cpnstant rela
28. 42 2 97 ro;o mﬁn%ve o experim n% elative p er %?Ztame a 2 48

%
s

meth) lene ¢ o 13- ﬁ% 54 percené3 E‘& container
3. 26 28. 28dichloroprapens Avefe identical. 28 wexg Bed/@ hourly inte?BIsd Besults of this26
28.28 1. %7 *M/éemttérsuﬁubr s evds emdtacrt Ual tese prgvhovof ingtekaise forpy kebpant . WRAT
VE CLAIMIS: - a suppressor additive selected from

urea, 70 1. A stabiljzed hexa¥wplayll enetetrarfemple 2 bi uret, 3emblegr 2 car bon
al i phati c al dehyde uﬁg‘a‘tpuratm%—lt h UCT co’@f'ﬁ 'y ymer,
an anmmoni um or al kali tal hi a qunn?‘?&g a‘g’dwa?rhm thtligp /g&’%

urea, carbonate or ard ammonRuwevor akkali nztel bi uet, a28.00r 2 c—arbon
aliphatic al dehyde s It of to 8 arbon al i pha poI Oxy[ L€

pol ymer, an anmoni um or al kg§ %3 metaﬁ +3d |n5§gprop§§%on téjl)suppress
the self- 75 carbonat®e, an aguapni um. oy aI kﬁd 35 et aleasal t 28psopagaba ng,

exot herm ¢ deconposition of the of a 2 to 8 carbon aI I phatic_pol ycar boxylic
adduct. 60 acid or ar’ al kal P&2ear th'ret al 2% de 87 52844 adduéd as
claimed in claim4 confai n- ggprponatLyd N a gy GPOrtkoy to YPRress; ghe sel f-
ing 5 to 90 weight percent of the additive. propagating, exothermc
deconposition of the 5 6. A8.d8duct3-Z cl a?&#dd i n3ai m £8&8nt ai h37 80
adduct . Ing 15 to 45 welr ght percent of

the additive. 2. An -agdugt: ifbased 8h AREh wlight! ok vkt pRA(LAI N- 7. An adduct
as clalned in any one of 65 ing 5 to 90 wei ght percent of the additive.

abari 4 to 6 wheneAT e cRAMak: 1s 1! 1 hexXar spprelth AgHNE! seREte |tk Ribaj Mo
cl 2™ cont ai n- lrmt $n@t gt xagaihyleretettandnedi Gilray opir o:permwon ragphiﬁc taldehét&
wei ght per cent, ofosFf e ssogl‘ﬂ’ \}’éhg:l adduciepnigiy t}&ctP° Bty |43 B :%al

85 4. A st ablﬁ ' &@,a: ?-' f%’tﬁw gfésﬁﬁ{c ﬁdﬁﬁ@ salt of a& gsﬂ&ﬁﬁ?ﬂl ﬁaﬂg l]i)

wei ght percent Of)olmainUirﬁﬁ(ﬁdmﬁbﬂ' pIR& meral 8- GkopOrtit ad Buppekss eself- 75

adduct of equi - ngﬂapatep@n tainmpriung for Rkaliametal salt propagatmg, exothermic decomposition of the
of a 2 to 8 carbon aliphatic polycarboxylic adduct.

60 acid or an alkaline earth metal oxide or 5. An adduct as claimed in claim 4 contain-
carbonate in a proportion to suppress the self- ing 5 to 90 weight percent of the additive.
propagating, exothermic decomposition of the 6. An adduct as claimed in claim 4 contain- 80
adduct. ing 15 to 45 weight percent of the additive.

2. An adduct as claimed in claim 1 contain- 7. An adduct as claimed in any one of

65 ing 5 to 90 weight percent of the additive. claims 4 to 6 wherein the adduct is 1:1 hexa-

3. An adduct as claimed in claim 1 contain-  methylenetetramine : 1,3-dichloropropene. .
ing 15 to 45 weight percent of the additive. 8. An adduct as claimed in any of claims 85

4. A stabilized hexamethylenetetramine- 4 to 7 comprising 55 to 95 weight percent of
ansaturated, aliphatic halide adduct containing the adduct of equi-molar portions.of hexa-



7 1, 301, 390
7 nmet hyl enetetram ne and 1, 3-di chl oropropene halide to the mxture with

stirring to formthe and 45 to 5 wei ght percent of sodium bi- adduct and
separating the stabi lized adduct carbonat e or paraformnmal dehyde.
fromthe carrier urd . An adduct as clainmed in claim8 which 16. A

process asimﬁmmwu &u 15 5 conprises 75 wei ght percent of said
adduct ated aliphatic halide is 45 and 25 wei ght
percent sodi*'um‘bi Carbonate. added at a tenperature of 25 to 75/ err], and

10. Av adduct as clainmed in clabif8%hich the stirring and terfperature
mai Nt ai R@flcheiradile GAAPT,3-SiGForébropt®  MALAMRD B8 iniRGE GRR kiirSig 15 &drél theaddi ti onal 2
to 40 hodiMs. o dercight I&ﬂdlt f tsodi@d birei giidcet pad spmbtingfthpamiailized addbgt,. A process
as ci a,cgf@aﬁerprcgagf 9 carrier liquid.

CESS i
et o1 o 8. UASE ] FAPED: ri;rﬁarﬁ ralffh IS I 1 20
hexanetahy LResHe pérctil siaﬁum brélEReeat aadieRes i Pdritur® fof 29 1d @sepey r]. and
unsat ur at(ed&naa%id tdagne%ai tldm 8§duh§ct thd% mmtﬂizl% apd tempthams mainpainedfonsnd t enperat ure
mai nt ai 1SES S ddt ugea, ;o an additional
10 tg ? Q % 5 tqbéSS well‘gh 9@106? paéa- 919? eﬁs Esr Blalmiaci)@cl 2 11551850 A process
as clai med A rttaannged omm&hyrhﬁetetmhgcrrearddecaﬁt aafmrpmtumd co taléed andet al bi -

cl ai s unsiturgted] fiphgicrhalide adduect jcpregin- e rsvle'rlg aﬁtwmav@twdafnr anmoni um or

dd . 1
alkal | B AP Aoy B AR B00atEin, gy mppy de of a2 to
8 cardomRydks, h aﬁﬂnﬁm Baifp} UB TR ORhedin R indld caies 5530l ght

per centcaghaonat opan amncaiuk:aolralml rexgal bl Miduil is explobed inna propastivhitel proviy oportion to

supress"flahé e | g %\g 9 ar;églylwlg%él FOEEEg HstoclSavaedl PEFfiany one of 20
exot her . dd &k 3k MRk in by Qhe 38 Wherein the
st abid |e&aﬁiermﬁcﬂeéb21posi@iﬂn brfé“:ruas i aumad 16, i bzansnwlllaxemﬂha:ftabﬂaetdusu is dried
at a t enmprimtaddust a;fcla@‘@dmlaumhpwhx@esadli@crtm) dgi&l wep @recefnt‘S @tf a hexa-

65[ err ]com ¥ selial_:gd; é%_u xfslghiur (‘,fF qm a- 06%’§5atrﬁﬁresreﬂ: of from 5 to 685 mm. of

et hy| B LihE At 66 1 oL p@i@l rair S0E Bokss TehEME Y ge asiduct and 90

t o 523nedliglite QK eRal odfe. an . P ivEeEeRs he Sstabilibedi 4886kt ii) ddddastm 49 25

al kal i neliea‘\ﬂt qu‘%%‘ Cleme@en Clalm 12 temperature Oﬂxh‘emiﬁct he stabilized adduct is

dried af hegem en'Ia anua ure of 40 to
55[err]'the ﬁrasédr'racu irﬁ iﬁghgd?ﬁcgs{&ﬁe fﬁﬁfﬁiﬁn%éﬁcess for the

manus@act a|4 eAOIBrocasst eatraen memfaamrB of chdf@e o memy akchf alie Examples. stbi | i zed

hexarret % ﬁ@%ﬁ{g&%‘gﬂm{@d t 7é éufﬁ% [E'g%‘tﬂl‘“?ﬁ“}l‘? magnesi um

oxi de. é,fu el LA R e Ak ‘éfﬁﬁan;‘%ﬁe 14. A

pr OceSSadHﬁ):lt it bq)rcrpaﬁi actugpress vaf seifbe mm@lﬂsﬁrznbed in any one of the

Exanpd eEOpagaTlOg sxoablmur ﬂ@dnmemmmrryl enet et ram_ ne- uns,lat urated 22.

st abi | | e%aegget %ceam 1Ne- ali Fﬂpﬁv&? 1%%‘?%@& ]élaﬂlglﬁtgr e T whi ch process

com ﬁ,@é g{g adduct 1 ses’mxing a
resmrwﬂ katmethglenbtetrhm m anph@duced bycrmpﬂea)a?m Aenc| ai ned in any one

adduéQ farriep liquidy pdslingithsrimeapirased#liptetic t he sedgents fopthecipalioawss. 14 to 21. 35

pr opagati ng exot herm c -deeen%es-r—t—r—e-n-t;e-f—-t-he—&d-duct ;
BOULT, - WADEE R SN S P R S SR AP T O 34 which 111
& 112, Hat ton  Gar den, proce&Sh&ﬁsrpraysaﬁtamdM ng t suppressor addi -

London E.C1l tive mnth hexanet hyl enetetram ne in an inert

Chartered Pat ent Agents. 40 carrier |liquid, adding the unsaturated

al i phatic Agents for the Applicants. Printed for Her Majesty's
Stationery Ofice by the Courier Press, Leam ngton Spa, 1972. Published by
the Patent O fice, 25 Southanpton Buil di ngs, London, WC2A 1AY, from which
copi es nmay be obtai ned.



