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- a solution allowed to stand at OC for 1 hour. The solu- 50 of

trimethylsilylisothiocyanate (112 nm., 0.8 tion was treated dropwise with
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*h¥dr 8qui nol i ne (17 g., 59% b.p. 54-7[err] silica gel and eluted with
~ net panel-chloro-: 5 . 1, 463, 666
5 form: Recovered 3,7,7 -.trinethyl - 5,6,7,8 [err] requires: C, 53.3;
15 .tetrahydroquinoline (7.6 g.) was obtained by H 7:4; N, 9.55%. tion
w th 2%rrethano| chloroform Elution with 5% net hanol - chl oroformg_ o
3,7, 7-tri- = Exanple 6. 5 nethyl - 5,6,7,8 -

t et rahydroqw noI ine - 8 .3 Met hyl 5,6,7,8 - tetrahydroqui noI i ne-
t\hy ocgr boxam-de (2 g., 5% as 1%3’&%' ow solid 8- t hi ocar bo>§am de whi ch
A 9 QU y -

: } - _ 0 procedure

of: Exarffiip Recopered 3, 43t B Ve B:fel c%e% ME&“‘E&D‘E’ &3 11hut using - --

dl\%eremﬁonrmihal% A‘Hydr ocfitori de by di ssol vi-ng i net her
TI\/S NCS) : 8 Exanipletéri 0- -10 i ng Wi th an

; hanél
exce G&E ggxﬁg,gﬁg; i B Mail h 16,78 5 teggaliydrgquinoline

tetrahmw Cr'yp i %&é@&rﬁwﬂe aggcohol
od) redsh ahe a_rmm::a imelar fati® obwrithedtiydd a quarter

(Li TH ) cony i g

. y e s ok ChbTly fittiscthiocyaness RIMSNCS):c8 7 Lighio- 05 (| e

corrpou st ¥ @iSohoN L;TE%P TayviefgataThimizayh e fol | owing

resul t 4o m@c 9382!;@3 Bydoterod de, Cbnez li and 35; nithyl 95,67,8- o2& ai ned.

Vi el d* 4T Bl & o y@"!%%w wipolife) e gollowing resuits were o, THQ

converted c’onverte to . L THQ o . .-to title product -

title proguet—tr-S-F— — —— .3045 - 70 0.8:1

34 : 42 1 Yjield* i.e. . ield as % A0 :
MolarRatm* % ' '

30-40 1.2 1 msNcsLite | m%'I?S i:_‘&tiii“" 1 Nﬁﬁ:;:;;;‘:;i°**3t_-1.5: iy

verted 3-nethyl -
l.so obtained
. et hyl - -3
hydrqu|noI|ne and -
(59 which-was
ol i ne- " mat ogr aphy
.added to.a

15*** * gp| ven_t_0-l§enze,ne.** quant8tative fecoverymwof unco
5, 6,7, 8-tetrahygdgqquinol ijne (THQ)4 rxeoB-nitrilg (109

Exanpl e 7} renoved to-giye a m xture. of

- Met hyl 56,718 tetrchydrocﬂm—ml i ne- 5 6, 30-80- tetr
t he titlel 8-thi pcqr boxanifde. -_ o conmpoun
i sol ated by chro "55.3 - [Methyl - 5, 6,_7 tetra?ﬂydroqw
-and i dentfi fi ed b?lconparlson wits (7.3 g| 0.05 mel.) was

T

solution fof authgntic ngterial . j,80propy! magnesl Ity bromyde [prepared from
35 isopriepylhronide (6. 15 g 0 nol) . loagoe- I Exanpl e 8.

sium (1.44 g, Oovrﬁwznether (10 mM.)] 2,3,5,6,7,8 - Hexahydro - 1H -
cycl opent a[ b] - t Ofution heated at 60[err] to- renove qui noline -

5 - thiocar bowannubematwe recov§() of dneonedrize B-mbyividi St i | | ati‘on. Tolnene (5 n.)
was 2 - (2 ->Oudusreuirapiesliny M hyl cycl o- added and the reaction
m xture was heat g.(;l,miaemngpg@om@dprepar ed from2 -. (dimethyl- 40 .at .
120[err] for 2 hours, cooled, diluted with am nonet hyI )cycl ohexanone and
cycl openta- tol $0 nl) and thi ql utlon was Eﬂ none accor ding to
t Ne30es e CSi6, A d wdiahytiRquinofidel US98 O kenht Yﬁnag%@t hi ocyanat e
-Ann Ch 'ﬁ‘imc d‘@ 19, oREpound 55° ; isGlad b ish t ol uene (50
a@73 é, f,l éﬁﬁﬁp&iﬁﬁ?ﬁﬁ W"P& EPICFOBPEHsn FE® The reaci on

mxtumy roomterrper ature f-or 12 hours,

di 1°d r1 ,1‘50 na - t he. HadM8020;23567,8-
hexahy @ﬁ;ﬂﬂ ‘ a3t utjon was [b] -

qui nolmwmmerer(owzm (2%2-- Dikokyldpeidyl) ﬁ;tyh .and the extracts
di sgard _ %ﬁ»b@h@xanm imx:br—cfﬂingthywo The aqueous
Lol ' 2 Ann.- Chim,

sol ut |,g&ng\@£,°'ﬁdj i ". o
1963, tH@ solntidnhof| ﬁm&:}ylsa dso&ﬂci:;fame k;;rsf @a’)msm wés 6319 and vvas
i sol até@ liigeo%%‘ylléltﬂ“% (i°3 2s Tiealouwlemioll fredP%exyitld et s were a -
COl4®UIThES m P15 AT & V\%s 93Tt h brine, _dried and the soI vent
The hydt QLML anglothe pnsdyu?adeqoaroed 23,9,5,78 Hakahydro - 1H - cyclopenta-

- 1, 463,788, °“§nfq and"q“ms solution was guinoline wg mmmm saZH on by treating
“an et Mg i gﬁgmi%%npﬁ 't'%% Cﬂ%ﬁ £57065 tion of
t h&o badd Nve(t lomi 6) Ghas =,py,e1 Cidentical in

al | I‘I‘Feﬁin 9‘19 @lsmrlessm bipe 8]V 0§ mm.esp ects to authentic
mter%%ﬁxz%tr’é "?netﬁﬁ‘no’l‘yd'@fq‘i’é‘fi‘ ¥ p P’CI‘B?FC °f Found: " C,

anal ysed by g.1.c. (10% SESO T = '160[err]C 5 65 7, H 7.8, N, 6.6.
[err] and identified as a mxtre of 8 - cyano - 3- requires: C,
65.8; H 7.8, N. 6.4%) methyl - 5,6,7,8 tetrahydroquinoline (1 g.,
70 :



-.A solution of 2,3,5,6,7,8- hexahydro - 1H 6% vyield based_ on starting & &
mat eri al ) and cycl opent a[ b] qui nol i ne (5. 19 g., 0.03 nol) "~ recovered 3,-
methyl - 5,6,7,8 - tetrahydro- benzene (5 m’.) was cool ed to O[err]C and. e
-quinoline(7.17g.,48%yield based on starting 10 treated with a 15% W W
“sol/mt)i.on of butyI material) lithiumin hexane (13 5n., 0.03 nol".) and

al (! d to stand at - O[err]C for 1 hour. S .Exarrpl.e 10.
75 The reaction m xture was treated dr opwi se. 5 6,7,8 - - ,
* Tet rahydr oqui. nollne - 8 - thio- with a solution of ' '\J
‘tai met ' e Samide’ - 15 (4.5 n1 O 03 ITD|) in.

benzene (cﬂari&cnémdﬁd E)f’treaungAnSeﬂhHﬂllsﬂﬁl Oﬁle ditlelc&ﬁﬁbﬁﬂpbﬁl ﬁdIH Rellowy hdedids 365 COOL I NQ | n-
ice. The tweatt%f m-dateehpreal\ﬂ;fd and pps. - (89, 334-’%]%; 335€denrieal nl@[) M) was ‘N(

cool ed i o) o=, heminydeate ja-cqlaypress, Aeedlety Feiard }F‘ g., el %e and treated'
‘Wwith 9% wsov tmLINth‘gum,qu(mig E %y % . .;;Jae pH adjusted to -
~ hexane (ZSJWC 5. m‘mé% 362:80- mmmnm {1 3‘he7%ol uti-on

B e

» 0.05°mo - m
na ‘A qw TH7RQUE 3
dr opwil8e Mdra!@t 8 ld%ssv&r g "__'_"uemgl)golﬂt}?l onﬁv\egs W th sti, rr| ng After
1.5 hour ﬁem Jgﬁj“tﬁ‘t t0 pH-9:-0. pith.[1grr]- and extracted -
._| sot hi ocyc’mﬁtrac Heatdd ﬂﬂb\)wewaﬁs,‘asjde‘demh diaquidolide CH8l or@bor m (3 X 50
DE Wlthaso!uvon ofmﬂwM'_ 2 ajide was al | oyved to stand The
conbl hed @3 % ey (2 ol % room
t enper at u{deat |aaau' N 3:;: ' ﬂuﬁ:e-vsoi for 1 :
- hour. V\atveth a80( glstedn vy rmxava(:zébml 'Pﬁéntdé m@lnhs vas dil uted
With AT e@‘ m.) and -
-_cool eé aq Jaesoaﬁbzdwﬁolwtml d with 90

preci pi tatir ds@H atﬂeﬂe‘dﬂmded mleQ-’n )ame!dd!de &hd the pH
was adj ust og;sg,ga,ggl e IEW B3 with solid

sodi Ups c ki He lsdDiany m3 or tmaatv )éqggaewaher eal HO. The
resul t antin vased. W'\‘f '
TearystanTE W‘Qaﬁ” o o ;tmt*%ﬁ.‘r;ﬁﬁqt o

evapor at iff g r snd | vaidhi sol dnhveitht it 1 e thick

6.3; N d[(ersrd) m.p 118°C (F medwabli ne - 8 -
"thio-_35 545sr NgS.H H,@ @ave ;6,78

B vdroguin i de (16 g,
3099 ™ p.? h% ﬂy%:‘?’ &1 de Wa Gl l‘-ﬂl,:! ° &Lﬁb%g} Exarrplg 9.

t he freerabase in hm::plsswgrdg‘gyl al cafeod nsu’Lﬁrep alcoh | 1005,6,7,8 -
t et rahyd I-rFr%Z_’ eeyRbydeoqpinglias- ﬁ?ﬂpﬂ"gé N rystal
1!

h m«e:p gty rehlpto oD
it S aﬁ%@%“@%@%&ﬁ%ﬁﬁ%aﬁ "5a6: H

8-thi ocarbA) dl_mpm wlamine (11.11 123! und C, 52.6;
- H, 6.@0 A.lsaiol)tmmnzeﬂa‘( mll)&@pd‘o&l bardg; § N, 12 2. [err] HC
requires °§§@W‘$ wise]wi % /M benzene (51%?,:\ l was cool ed. 15% H 5.7,
N 12, 39 R 450 B  §acoB | 9. Well) 258 WMM%&& of"outyt -
l'i thi légt ?u;ignewa@tg ﬁﬂwxﬂx 3. methyl- -, '8athioi b - 105
0.11 | 3$.7:8 5 tegphydropuigp supped. spl - '
Lot aoq GER R S e il &m@iﬁ&% T
8 t hi ocartdﬂam solﬁ'uoﬁ oF_bvﬂyl - itk ﬁrah%ﬂéqwmgol I ne (14 7
9., O Omm HY F‘lﬁ‘h(“?)f itnglé)- fepl hourgufeCn B thorapid -
Stire? % %Eﬁ%&‘% B D A S Rafaghe (100.n1).at
- phere of wnd for mmr Tk treucrich dikiire I'Surﬂxter ﬂbeﬂ:&]aﬁo' drogwBe WdsS t r eat ed
dr opwi sedgﬂﬁgh g:‘;@&&:v E}f I“Edl’%u ois m(ggrﬂ»onw se over 2
sol ut '59nwﬁ &ﬁe r)?)ﬁ@- € 05010 reaction .
trinmethhyhsi hyldosbitedi eoya d] 4Ch nﬂx:ﬂBErasrmm:):d tvaer (30 hmmndat OC 4 -
et ahy Wlumm "?g E "'“‘ffhe theeptt adiusid e 34 mﬂecone%iw
t etrahydt&aqsm@ ks oy 1 L Ol ﬁm&and atr oom
‘t enpep@- wenaiash ed/vash adnm ldino wméoanﬁhat:t&enxda&lomfom (th &0 by and - hour “The o
reactron‘“lﬁ»@l"ﬁ}(hE §““df%l‘$l§ mt%r ﬁi—l:?m #“gm“ Q?Jn’\@ﬂs@?vm s& 115 .
diluted ‘Mﬁxﬂ@ the solﬁnam resxdxm rlﬁwwuﬁ'ﬁw{ :Lmto S‘Cﬁ hi Ocyanate_
(12.2 m andad:j:rymusﬁ fran Bofropancl o ZiMe Hagive 4 hetil X5,6)7,8- efhhiiibdg “After 0.5

hours at O[err]C -and 55 was extracted with ethyl acetate (3 X 25 m . ) 0.5
hours at roomtenperature the reaction and.the conbi ned extracts di scarded.
The mixture was diluted with water (50 m) and aqueous sol uti on was o
adjusted to pH 10.0 with the pH adjusted to 2.0 with conc. HOJ. The 120. - -
sodi um carbonate and extracted with chloro- aqueous |ayer was separated

and adjusted form (3 X 50 m.). The conbined extracts to pH 10.0 with

sol i d sodi um car bonate and 60 wer e washed wrth saturat ed br.i ne (1 X 50
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{’ '
: Iuﬁlon and aIIOW| ng to crystalllseto give 4- C, 65.1; H 7.8; N 122.
[er-r] ?eqw res 65 5 nethyl - 5,6,7,8 - tetrahydroqui noI ine 8- C, 65.4;

"H, 7.3 N, '12.2%. thiocarboxam de, hydr ochl ori de mp. 212-3C
(Found: C, 54.9; H 6.4; N . 11.5. Exanple 16. [err] HC

. requires C, 54.4; H, 6. 2'- 3 - Methyl - 5,6,7,8 - tetrahydroquinoling
11.59% . ; _ . 8-t hiocarboxam de. To a- so@on

~of di-i sopropyl amne (4.44 70 10 . -Exanpl e 12. _

b__,/. o.%044 ol e) in benzene (30 AM§36s6 O[err]C 2 - Et hyl - 5,6,7,8 -
tet rah&dthmqthonaiaemmg, 18,). mggga{o nloq,gsog,gﬂ msob lﬁ—ng a sol u-
' \%E‘gi tsyiaf!.',ﬁ'ﬁd

t'hi oc pared by dissolving in hot ,6 7,3 -i'n hexane .
(9% \?ﬁ%ﬁm ﬂﬁﬁuﬂﬂg@m‘h @ﬁ;‘% 316 t.ﬂ_ﬁ 163355, ({Found): 044 nol e) and
= g&cﬁo ’ellzg Crfil: X Sreagiresplel - ti on was
Qslllorﬁi@ ﬂ.—p enz e (20 m),; butyl lithium

gtir
- Sol utlgm N§§ ﬁ%ﬂg}%' > tr hydroqw rﬁudmphels(S 86 (9% wv, 10 ml,
0. 014 NoL$%)2 .ot B e ol rbydzavisolineel for a 5,6,7,8 -

tet{,ahydroqw noLi ne g, 0.014 'ri,w "dili Ih@ 8 actlon
urae. ,7s ”EH“,)" rg@%tﬂh&bwm anma: 0te eat ed with

di met hyihb - sot cyanat &, ﬁ% W ethyl -

gescaib Mﬁmﬂple)lla
i Fopsspatamine. (2 °°lso owarmdd fod tone nml.a‘:m"cbosS hour at OC and -
roc(m’otem 1()6&659 %’ iton n'd“’ drpguinelioe (836 or 1 hour. Water

(50 m? Jxﬁ/a l@@h@S(stg Goﬁ Hi ‘g,,s and. t he pH was
adj us @ A ethl ¢ %e‘”“"‘” d'ﬁ*%ﬂﬁ'lsﬂﬂkl d:lsﬂdu Qnate, : The
_ aqk()eomaﬂy&yq;ﬁnoms-, Y Z{é tﬁéﬁed\ﬁ g c emd 8he pH was

adj us %}%’z 1275 I;EIC 1&und‘:l&§5 peraure for 1 hour, é)ﬂ-v(s am‘ﬁ’dsodl um car bonat e.

The r¢Séy. ﬁkﬂ'lmsadhuw:ydm‘zﬁ]mna&tmne 8- mxture
was extracted W|t 'I)hyl acetate, W % i S
S%m% The ¢ Lextracts wene Mﬁsﬁmi}&m ‘f ﬁmﬁed in Exanple
qu $ifp ¢ raRydrogningline;-fe %memmng:ym« propyl am ne (4. 45
m 0. 0Bynhd )ned:ddemeg inNEMAGIH Q1 g 90- i n benzene
(SO niysing dy ; mmmmmbmmam bt 1 B V:g‘gm“ﬁetwl - 5 6, 7, 8-

3G0 o,,, 0.0 X eI ) WitB hexaipitoy bive st.
thi ochs, inloli ,(B’g'o&g& 13N zgﬂa/q‘ne &6 gwca@oe@udml) (0 9 g,
159 .5 g Mﬂt__ igdydmge (4348t i oCcyafaté®’(4.45.m 0.033 nol). was obt ai ned 2

- but uﬁ’hz"‘@lz butyl - 5,6,7.8- Exa | e 17 Exinger #hydr oqui nol i.ne - ‘8° -
-tlsSocxarlbmaﬁrpdﬂ—(a omo& A;E 17 56,78 - cortrahysipedindjoni- N 5 ne-. 95 35

g, 1 8 AZuBGN ﬁqmmlc,sa:s,68 1 r mdeH '8.4; N, 11.2.
[err] Pe /"b 67 8; A soI ”mo?ie(mg,mmgf)’g ,8 - tetra- H,

8. 1; N 11 3% Example 14. - thrhgtﬂ-hbux(:xme %g 0.01 nple) in
bg@zé oy 1 )-nhaultrseaxsedum.tm 4. -
'i'Fd t e%bhwlmmiv&()m m 4 - phenyl -

| 5 6 isx& é:-mamm m%"% tmﬁsmoﬁ e erpeorane ({40
ﬁ@ ml) utyl tdhmeani&mx ao .mn,. ml)ﬂﬁg §33E&Jt‘1 n was then
tuseaueghg 11 cranbel!t mmﬁmnp&redkgir 0.9 h&ukgPENSI on of silicon

tetrai 90!7n|nml) aﬁﬁtﬁm% ﬁﬁ%ﬂﬁ Qstl.wxﬂlcn‘ic. 0.077 nmol) g,
0. oo P%ﬂﬁ&?n;réheas(osmm 2- At with byl g,’féﬁg
i |

aeivrdying butyl l'ithium
sol utluug, 1 2 (1Q@ltht0)tdm0adﬂedmc itrk Wee 106V, 57 ni,
-05.°®7§ipml?a—5°2 ¢FoRmdt &5 W%W (3 K@ blpead0. 5 hour at 45 4.
- phgngfg/) Hg NS N‘S‘tsci&iza‘h;ﬁdl; oqm;so‘),l T é@ﬁerature and t hen
acidifi'ed”wi th conc. g, 0.077 ue wag grithratedwicl dxﬁie uy sivd R0t hi 0- 'HCO . The
aquepous Ia erEmleswpar ated, wa {%“E& umme 087ll_fol) vvas
fo methyl - 4 -

t af’ - HiSF718 - arcpriroguimliat
oR3 aygﬁé%z e

phen cribelt Qf "ERLY r - Wmeth\s spdthob ﬁzfn or 1 ana5| c mxture was

110 wyog ldeihqpngylmmﬁ @.othi @ r £9- ’?_& ogd Wi th et hyl
acoGE si,g,s'goqﬂv iRy &?3? e:%e o:% e .Jﬁé%"'*’z% 7 Ahe
cﬁorrts, ;5 e onfequvms C 72.3; H 6.4
([ ermo};)and fmiethﬂﬁledso nat 46?5%41[1(’49“‘9% 15/74. (Serial -

resi due was triturated vmth hexane to g ve 3- nethyl - 5,6,7,8 -
terahydroquinoline - 8 115 Exanple 15. t hi ocar boxam de
(0.2 g, 10%. 3,4 -Dinethyl - 5,6,7,8 - tetrahydroquinoline- The
starting materials of fornmula 1[Il 55 8-t hi ocar boxam de.

wherein M is sodium potassi.um or lithiumBy the nmethod described in
Exanpl e 11 are described in our UK Specifieation using

d|-|sopropyl amne (4.9 m 0.034 nol') 1,432,378 or in U K Application
13513/ 74 120 |n benzene (50 n1) butyI I|th| um soI ution (Seri al No.
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~wherein M is MHal are described in UK ratio of conpound [err] to com & -¢
Applications 54728/ 73 an 13516/ 74. (Serial - pound |l is at Iea—st 2 1 and x

is 3 and Y is Nos. 1,463,665 and 1, 463, 665). ., S5 The . °
products formila | . of the process of .- 2. A process.as clained in clai m -

1, wh i'm 50 this invention are described and.claimed in the s|IyI '

conp “has the fornula RSINCY our U K . Specification 1,432,378 or .U K:

-and as defined in claiml1. Application 13513/74. (Serial No. ' ' :
1,463,668).. 3. Aprocess as clai4®gsé n claim2, wherein the sglyl Y

COmp O TS OME T LT, R Tkl W e S5/ o it e i

al kyl . : e dribea 1 UK. rats of comood ReSINCY .. . s510
1. A procaggi ao;rssmMzsepa&amgsasmon(mmn oIIc;maﬂleasAz:prla(ﬁtega& &%”tsar med in e’

claim3, Weidék6s 63,665). the ilyl.
compourt ﬁm%ﬁdmrm% Srampse s &) one of
clainms 1- K. ESpecifiéados 1332378 dk PIRDCAARSR BSas défined iR Glaiin/ . any one of: .~ 60 . '
clai ms -1- Apphmretrtiﬁﬁ/& myoﬁdswsr or @Pﬁpf@#ywm\mé l}milﬂch Zis .
‘[err] or cPapiagess as ¢l aif D ¥fe gtarting. of
forml g II 1I&£b&sylfd: npﬁﬁgartehﬂd{msaso urﬁroeﬁoisa:&ﬁieﬂ'dﬁmb,lilhhium or an acid
addltlon ;C)vatlkl'!lathereor(‘\p wherein Z = 8thep .M‘!&% Ragoedylcl aim 7,
wherein is [err] or [ergd and [err] & & "R ™ materlal are

15 are the sarre or :di nt and reps;e'sev&sh dsimbd @i sy 6o G hgodrogen and
and | over .al ky/_dres 71 T 1 uor one i rwmwﬂ‘and R[err] is
hydr ogen - 2 :@: -iﬁéut ed by I#Hed; R _
process as clained iln: 8. -wher ei 7. arpraeﬁislcwmeotn b vmadncal ' e| t her
of ‘which Terr] andqerr] mﬁ’he st.anhejsp Maﬂf"mﬂb_ : $Pay be -

substitut eg Jhyal t 4 3 AR R “&’,hgghhyl “and R‘
20 trif Ixud‘guaﬁgtalm{m mt 51{ ﬁ l?em*,] e inﬂkanm thg/ekmngem eserit--an,
al kyl .erse cPFFa!th or dlﬁmt and Tepreseng By- - WW% wadoren ity gne of

75 clains M'oﬁ’m;ﬁ’] 9,'A process as claimed in dlaim 8, whereinll. A

process asncahadynwamm:aaim,l dther 16}, thne R hddeR'sinohé smagjngympenal ate (s a0
3-neth mdbg;'% wed Epp dpvpensad epHlea R' & 6 7,8 -
tetra Wﬁ] £ M%tm,g ﬁmwtutlrm by ‘al kyl

12, A process as cI aimed in clai m 6 \mmm-w wheBth @%2. whi ch nay be
substituted by nrtS&(@WF=the star’élr _. &‘F‘mF%-’?a bund of -

formul a fIJaQE@BRtNY be HR? AbRdedty hydRfen s '.-g&m “'nwhich Mis-
MyHal . of owlsmglh of adhipml Sbsti@gionDBy su}ast | fz.m ihoed xpcla:msl@ereﬁ pBdcess as’

clai mes i 152'”“‘H‘F1 Lis 3 WP@@F‘]"‘“and [ert] .
‘wherein tgff o r&“ Tiw g ﬁ%ﬁ;ﬁﬁ heraafonm an al kylene’
chai n t.he nitro of grifiugkom ﬂelmdugnﬁﬁmlnsﬁ&dgo resulting -

ring Eé’s%‘ﬂ ﬁrﬂ}iith starting .
materi & i e [:ém‘” °°§;e°£ f}%g;égs&\' pﬁ%e@el ected from
hydr ogen anblodagmm:a nsé’mnnsp vdad&hnsptydrms cmr;rdprl ses treatr ng a‘ and"
R is hydresgegd fﬁﬁ‘ﬁ‘hdof formla |L1 A ’I‘{E‘ss“  l5g A :
process as clained in ¢ckaim 14, vvherae,r ﬁ:ﬂf‘{ér f,&ﬁﬁﬁ%ﬂﬁdnﬁterl al . 90.
are selected from hydr Bgen-..and et hyIR’aﬂht;dmsmhy rogen, 16 A _process as o
‘claimed in cl fm 15, hper€in the starlén metlggrethyl
5,6,7,8 - tet yu_i;' oline- derlvatg MeRvaBRES asqslal rred in
claim6, wherein tHE N3 ping mat er i aI lbhmwmdm@n@m

(1D | whipaih |s pr ared in &gmngﬁ rrespondl ng

conpound of fornula wherel efri.ned -
wher ei @5 |yhereip &', Hz ‘0 e in . M)Qis i hydmnembl onmmlt OB or mul a |
BIT arassi um.

~and Mis thi ,:gﬁ s
lithium I-iain thlanlyla'm-l |£&&ym and A |s a. sconary am ne

'chlorlne Pm m% s|1 IA@WS Sd’gﬁeﬂh d% of . fonnuio
[err] %’Ih‘fﬁ ms;m 4’(9S i's an

al kyl , ary) t0 3pmaamai k)slz oresmdwwnu v 195 A \pfbeussemcm:hod rretcnin awide is a -

met al di almiy be the w% gg ol &Lﬁ rwhem '--maalld?dFGemﬂ’dfﬂ"" amide. 0 to
3, and@ﬁéﬁiﬁwﬁ%mﬁ T A Broced os REAEEES 1 @l @ gl in clai m

e sane or d| ferent, then subJ ecting wherein the netal am de
is a rretal di -iso-- the product to hydrol ysi's or al coholysis, wth

propyl am de. 45" the proviso that when a conpound of for rruI a -20. A
process as cl ai ned |n claim 18 or 110
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starting materials of fornula - I1 | in which Z~is CNis desired the « |,
nmol ar wherein M is MgHal are descibed in U K ratio of conmpound [err] to
com Applications 54728/ 73 and 13516/ 74. (Serial pdund Il is at |éast 2:1
and-xX~js 3 and Y is Nos. 1,463,665 'and 1, 463, 665). S. 5 The
prgducts formula | of the process of 2. A process as clainmed in claiml1,

wherei n 50 this inventioniare described and cliained in the silyl o
corrpomd has the formula [err] 14ek664). K Specification 1,432 38 or UK @
and R1s C kC 0 ke No. .

1 463, 6oA0%, g‘g‘fiﬁ? R e L Qf%léfgmg éﬁil o ﬁa'&fréﬁ]e silyl ¢
conpounehpplwumem’%/m IhBSRW‘t; (Smerpowklm SNE @t R} I\ini B s 3 and Y is

al kyI Nos. 1,463,665 and 1,463,665 iherei [36o'cess for
or epar R ﬁvgﬁmdm fo of the ofr 2 A process ﬁ clauﬁei ]}gaun IRGINEI‘B wher ei n

f or mul ag\;ghUK. ?ﬁ;}?ﬁ%ﬁ&ﬁ%@%&g@% andesas m Il co %%%f is one in
whi ch R CHOp r ? ains 1-4,
wherein wWHAT WE dLAIM BEQCess as Cﬁ&ﬁ ﬁiﬁ%mgny one erss |

cl ai 066 1-¥ A prosss dorrprepazing raprompryad) Hf fof fuprecess a§ claimad ,r#rew\,hu ch Z is
[err] ofom@sf] 7 A process as cl alwmég Pt g BEIE) ;W) ' .
the starting naterlapﬁof formul a |dainsSy 'v;,sGS and Mi1s sodium

potassi um ot |ithiu &n acid ad@llél a#tdalmérle ebj 0z 8. A
process as A’ a ' aim7, V\/ner g? err] and [err]
In the starting re 15 e sane or dlfferent and repr sent

N
hy- selected fromlhydrog nd and b\ﬁepm@# onet hyl, or
al kyl whi ch nay nd R éﬁhydr og%‘mmm lesm:;$% 8’%

sodium, potassium or lithium.
subst i tuurre-d nahwmrmorfdwaﬁwe 0d8ds as claithed id\clfin(; @Begeins Cl ai med in

I s TN Ky R* emi &‘r t in the trridl d
Cerr %*gggr,sgf %egn bt L 3@;@@@ SR Lbd o ey

Nitro Orbe satsdiced 9.1 ﬂdemummZQwhexmlfluororrethyl

or [err]a Mkénﬂ efthbdt R‘h ma %l kyl ene chain
10. 4 pr,,c;»j‘%i%e %g‘yﬂ’gﬁ ‘7"%'1 eréin mis 2.
[

CONPOUNQepddent ar pm&emseeamasmcmumdfu mScl ai m 10,
wherein the sta Eﬂ, erial is a Fa yrhereiy élin.nlsr'l(y 2 or 3, [err]
represents hydr‘o‘é‘é‘ﬁ ) 8' -t et Lahy/ AR ER. 0 T _y@wi/e or single
or nmult mhbreinalmlsizlotum’ 5,6,7,8 - tetralipdrodhingline ledvatves Cl al m 6 wherein

80 25 © smntb:eﬂylb - thrREocess ast $ %‘Pﬁ?’-’é mat eri al
i s az-'borgp&w{ﬁz,p @%@ﬁ %1 chﬁgﬁ){’ o Fadl cal s either
radix

[l in waf wmdﬂ\fadxalsl‘d;HaAsubsa Spraty ambshl aaihel?, by al kyl ,

13. A %m I@“_ ﬁ%%mg !@m{g't mr ﬁf 1?5? ?re 3yl gsand when
[ errly m é’:‘%‘h t '1@:: RiS h,g,m,i aken t oget her
for m amoallk' dmm a arAselep:wmssnym aﬂd mvd- alkylcl aim 13,

85 30 lrdout.ikich P F‘;ﬁfﬁﬂyﬁb@@lbst Sebne or polerr], [err]
and [err] 7 In t°lf'|e S i ng materi al Rz ﬁ,ﬁ,agm *,m&:d g@bove and m
is are selected froggéhydrogen and iremzedakrkxylhydrpgeﬁaum&hylvw#ch process -

conprises treating a [err] |sRhyé £9 egng grnula Il
15. A proceds_a ' in clamg lid a 81 {hgfr] in the
starting ma er i@ QU are selecte 561,8) chnannlwmhyl arfld [err] is

hydrogen. 16. A ro’ﬂess}?as cl ai nedthﬂ?’l“r(til’l tem df starting
material is a 3 -Mnethyl-{p,6,7,8 ﬁ,@,'f',gg?g 4 Lginpg'fh%ngl’eu yative.

95 17 e i med in cl ai mr&pon&bgaremno@heofstfmﬂnn Imaterial of
{or nt a Sppet ééﬁmﬁlﬁmtsmﬁm heata M s by v %éeaoq oy
treat rregt:lzasaﬁm&nm&hmsm |wnge Gnnpouﬁ'a Qﬂnf g{dmAI @'ﬁ geein [err] and
m are ashlef ?@@1 (g"j' °°m‘|s h a rret 100 in
connggt i F\Eﬁ A’s:aaan rﬁ isS ﬁﬁ?in %Mmﬁ Mijss sodi um

pot assi uﬂg@o&a@mumﬂd xl lia |aumue0nmn ere Ha is or lithium and A is

a secon@dp “‘q, “}% Born- radical.
pound offe f;d F?ﬁéﬁf‘f" eI 3 ‘”h;'f{f'u], " “‘A‘“ ?ﬁ“ﬁ‘) 33‘5“’5‘% & med in claim
17, 49 tHeproRiso fhhe naéhhtpund off foratunl yEo I"E$to€&l;€as8dmﬂnc¥ ih laim\be el Mot he net al
amde is a netal dialkyl- 105 oxygen or sul phur and x has a value from
amde. 0to 3, and when x is 2 or 3 the radicals R 19. A process as
claimed in claim 18 or different then subjecting
wherein the netal mmuﬂﬁlﬂuﬂ“ﬂlﬂﬂﬂ so- the product to hydrolysis or

al coholysis, with prdpyFan‘rde" £5 *the proviso that when a conpound of
formul a 20. A process as clainmed in claim 18 or 110
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9‘19 V\,herernthe rretal amdersalrthrum vr/nerern[err] .Y,- R, mand x
‘are amde.: : ' as deflned inclaiml. 21.

" A process as clai rred in any one of - 30. A conpound as clainmed in.g|aim?28
claims 17 to 20 wherein the starti ng material wherein M is sodi u@isthi um
or potassrum 40 5 of formula Il is.ane in which mis 2. an t he
conmpound i s trlcyC|c mand n are 22. A process as clainmed in claim 21
\equab. wherein the starti ng rrqhg;x;,al of formula Il 31. AgcOnpound as :
clat rreg 30 which

is bicugh lfn 7 %’ﬁmﬁs pr'%l:%sglhg‘gblzll ;'f‘i‘ﬁ'-égﬁeh » Bty By and 347 conpound as

g i rredzlL rA pioassrras chimed4in ai;ﬁ) onev\bter esm A hﬁzp&tmhrat |cla drit elnima?8 of fornula ||

whegelc 'ﬁs s %gr P°“§F"é‘ s# ecd hydrogen
and I }I, &lﬁmhﬁdl’ Y FCgen & 2 Fover al kyl and
[err] vdh&em mmfaumdfomnx:nal nmmdamphhﬁ mcﬂﬁxehydamgemm

V\herelamﬁgwl and E ! are.sel ec*;;@?% é)ce%ma.’sl CL{:\I med in claim |

. 2340h of formula 11 whexem R, R and R dtied Wiy €1 the starting
~ . mat er iinbneh whidki e RE dnll R* are3 mﬁarﬁﬁ:nnstnvda one of is one in
whizch ffom I “ééP!%tM‘QS‘IB' §"“F;e%yl X is from
hydr od&3* 5ot i o Shid 205 M % sof present, is

|| 25 usdereid oper affgSmAGial biof nn cwwreoﬁ onﬂharainmd in aﬁSnneAf r ocess as

cl ai m%doqenﬂm % ﬂné -"et crady t H’a'hllo*dbrrpound of .
stant i I“I? wheﬁé,s R\ oot r;m] all is from

0. 5: 1 theOrdtlo lcomoundtodbﬁ b¥C mun itH)- §§. 26, A -
pr %e§ lkisz!i'lmé’é iwn 1a?ﬂ1y one of Plaig dinwclaim7,
sub-. r Eﬁ“’% ally as

her ei rphﬁﬂaﬁam IIvu s: brzrru a 'l is at |east

fo :
re refed ound (pf fE!BlPrﬂI e 27 AM&?S?'%WG ﬁ'&ma”c%)omrd of formula-
o S ﬁaﬁhwwz&nm&m = S5 Ty el n 7 5O C
obt ai nmdem a sumng material of fahad i fal | y3s. &Sprbﬁs’s&k rabﬁéornedudeasmb-r bed with-27. A
proce lainrredo‘hmera “‘92@ Er@né@ﬂ{ﬂlsf thherein a
% &P & frcgdic fi5y 'afe'39Agm:s -,cf“ngré?:IlnclalmG
_ sub- schcwpm&fmwm SOdI UM sGiatigly asmtmefo& dad::ﬂﬂdl y as
- hereinbefore desgribed with usedﬁmwih} trie then mand n
are refence to e of Exanplgqa pﬁé ' -

" 39. A prgcess asilcl d in cl ai roained i oneZé’danﬁs Bafpoetred. of forrrula 1

stantial't y efffei nbef qnp descr‘ilbéoFomm%"fr@ﬂ!&m*R: defigedey anpl e 9. R6.
40. A conpol fornula | g dambg”lgfﬁs: _

inclaiml D, ed by asprocess-as /0 clained in @y one of
clains 1-5,2 r%Rm 424 A comp m%%%@orwlal def i ned

0 ¢l b RuBnRY GE, rﬁrﬁp@rﬁdmpx &5 domenme PRISROR Sisaity one of cl ains

6, 12- late 43. A compound of the foxfimla]
4235 A c%rrﬁdmmtfm&rml a l I’Ym@r B epared by a
process as wher ei rb[err] M\ Y, 4R &ﬁﬁmﬁhlﬂm one of clains

7-11 or 36. are & deRbr ned in Claiﬂaﬂlwheneverpreparedb a proéss asA conpound of the
formul a k defined 29. Ac@%mm Tﬂ’ﬁg %"”39 8 inclai-mil
whenevemp ;-J(:_;“ 5 prgwss a @‘Pmﬁﬁ,or 37, 44. A
conpound of “TKREN def i nediainied @ cimn3s. whever prepared by a process
as [err] ' d in any one of clains
17-24 or 39. QNFA &n%‘ era-:of t he for@%% 85 (1v) in
claim1l ever prepared.hy a pracess as clainged inclaim 35 G R PORTER
Char t er pehudabraTes M gtén Sph, Mrp.onery O fice by the
mur.er%weésﬁgﬁmmmfm e it ent O i ce. 25

. Sout hanpt on Bui | di'ngs, London, WC2A | AY, from which copies nmay be obtained.

A O




