1 EP 0 360 454 Bl 2 Description

erally exhibits infgrior m)rpholgguaséf‘“ gpwever, the bognd al cohol is

renmoved by heating the magne- Thi's invention relates to a process for

produc- sium al koxide in an inert solvent at a tenperature ing a supported

pol yrmescagtionon cat al yst conponent at or erallyGaxhibitstierioe mpphadgy! Ie hawevirhitheh t he

al cohol for use, in conjunction w th forberdepdhel iamenaved by heatingothe magne-

di ssoci Hiepventianreiataetosd processier prdwr t 0 Ssit) elbdxidegn i med selvenhatiantempargwend,

| n t Heg mwmu ipolymesizatioh edtalyst campgneat i um aftkareboke theptemperattne et iwbich thieealqohabbl ens
Q‘pry.ﬁgrlrs conjunction with for example an organo- 6  dissociates from the gjknride]l prigr tosiqbipcting tlje

eI 4"“r*ﬁ&\*Hﬁt"!*}m'" aenopounte irinepieriuetipy oEelstit | encempangsiym spride fpapetathasisijasspro

of t HOYPPEcat aI st and the pol ymer pr odubpd glsphabare ielipingied and dhasprp ok

transit )‘f% s"c ’“F%“eexcel I %fﬁ’ﬂe p’ VF’&HF e FS?'V{“P’t pé?ﬁ“&‘?ﬂ using

)G;?ge S q.rg sitl lb corrfeund
t ste;ta?g% |1Ifo::bt(f's ?tﬁﬁﬁg , men aﬁ‘on a f '18 pOl gsolv &? Is tfqilf%; ggsé graml%;v aé

j "@é’ue
{ ner ;&Sm mphe. of %Ef %& ratw .& aan d pli:
f ] X
al koxdhjﬁcal 99&1'{3&1 u ?];ntt' Pjoblafﬂg ::Tlstcussf%a @&B;}ko i

W RaindsRib cridiad. h/%rynawal%&hm.ﬁ 9><I C he L Vafd! LT BRY &%& Um
hal i dReriz#ibf [taiB§st dofhpErdHIS Chald) Bedt 9.’@1 ens disnt UssS frbgmdsil Meanﬁd;tréet Em&onae.nw um
chl orgaf@ via iestathes® ol fof 4B adgnédiiny -  15staride Gl aﬁsbc.htb Sromalyl etneifidel f®bout

Pr OC adikakiges Lsiyl fehiee ttra@hioridel ini B8 pesdt al ySt 10500THOAE Bbsenddadf @ sIREHN oPhahe pres-f r om

t he naaga ah aster aad, loptitinallp, a alohgdhazhrborf Or | Nencp @f @chighbrabaiag pbiltesiventOThe treat
)Qk)r’rplse Jdisgloswd g fire SUS$+AM4,400,30A Cc @apd WUS-A- di 28 S ombrattwdth fan drent [ébivant Isdmpatiantatd aectiayelt

0X4.414132s Hovpvari thexmprphnldge of the tetalyst de | ngdoli ecapplyels morphalegy] The sblwent adbssence of

a solop@peneds dndl the)gpojymers- predvoed wdingan est whendhrjalcabpltis ethariol should have a boiling

hal olibeiy & denepbef imerpvemeli a hi gher boi | i nepin@P fewes diay dff* C. Theeballing point wil

di scl osE¢ prpsent 'UBW&'MS 3Qopoceggnigr  US- Abe different fepdifferent bayndiglcahpler t  sol vent

is i H'BUPY'WP" 'F’UPMY el apolymerizationpeta- i @iey er Whem dhepr Jspisedl Gglowest bofling: se"éﬁ"hl yst

good gneﬁwa' allgridao nt chﬂ’g@ﬁs mmerskema'ez w@c rs
h°' dnesin¥eBhol i s!O¥¢ a‘ b t hem
| S | |o ?Fg for producmg a esp cla tbr The
t e us he ps o

boi | I tm %ﬁuﬁfr‘aﬁ%‘ﬁ %nf:;loonmﬂe(g?(

dlff é ga
l?ound o ik TR : %&?f sk,

CO”DQB@&?& a 9rr thé WRpRrafROASHH e kOX' 2. 3A& rSthaval of

ker 0S8R aidddbiaBs fréth TR afkoXidl, 8l diBSctbound ﬁb G in a&%&!@:{cg Wil thb GhvériiSn $HBMEN-

| OWelingé fobiMfhg HaBeHiARRoMMe!D msldedhOUNE abs QiR out dsQlickii 84 Boskibie Y B¥IcERS 2

Pr oC &sith ath8IbgeR cfipttihd @ adranstiopmetarl | Y Met higggidve ofiétes, 1.6.am tHEEdabe bEMBRENSL 16 €
SUpPpPOr t B toPié YomMrmonz Aibthéof Maiufbtiel CONPEYIRE lof polynidRaktiddae MOME,. An

az e otnianyp emdgsesfpme tlikaxides] hbe- bonkd @ldohdDNPr | Ses The iaért sdhvgntausstbig N@Spresdntdavisttich de

3Q ) dalesbe sotvath). riidBasupeeh Hfaund| thahimbindand t hway Ihelspg soivers ethisht doéls fnoo BIveRgNESi UM
nmet haicolbb canriterferegwith-the metatiesis saaction bher<o di Ftachvthen tragresium (atkbxidesand athichyll - of

t he dheumsgnesix dlkRxide with & halegensempebrcbhol wineve aigehdl herafromBiitghie sdlvents i inslvde f
nmagnes Bienstion datal suehpassiieniymetetrahelidpent  at iseoetangh Gigeslin. Heluene nyylspatdasase.dieronhi ch

t he Pifarebly Heniumyierachledge; mt“éf"‘n‘bf“ﬂﬂ"ﬁ'em z e. Sevp svqiohmsne pnddetralif). dejregthorysilarade at es
f romstuﬁ‘eh oK BspPeily "&ﬁ'&?s'é‘@tﬁ'\%‘ie whighyo o] cBFgiable dner Souer Aen thy; glexide, s Mg

i nveﬁ 8 a%"hﬂiﬁf’?it T ﬁ%‘ posazlyst fory ﬁﬁ@neﬂ%ﬂ? DtpeghhaRt s Marpetixdesi s 35 be

carr i fgati eg{g %E to reduce its with a hal ogen conpound of
a tr sm%eé Is an g ?rpuc o) BUSSe!

ects, —1——8—-— in the case of nethanol the

Due t FH“%IEor{EP‘ish P’gs)efd Ct ure, Ma neQ rrﬁ&ho%de ps%é’@: ?zz/ﬂt\h Qto
[ err ] e r! & SO n agnesiu
a‘%% ' lyﬁ}i P EE tvi %')“ g %&\ QE.

sol V%Glglm ukdl & iP§s® PtFo M' on oth nBI faﬂleé ound
t hat r#bﬁh&%ﬂm rﬂ&b(oxi&@ d8é not %ems.zevmup 09@129 un?’amﬁ@ roﬁt% fraefHoky/CdiGhe &5 3tabi-

| Nt erb&s W sohatd HRthERE BlkbARINS renRsd | 0N Ofzer, €H/stafid ﬁlﬁ(bMeBQM@@QWlp\%hred

al koxi eheityagidihyVipbigheridhtioh of @ rhddfesiBONES] Uy ab\k%clﬂﬁhuw frbm SetdbiibdagMagnesupound
MoV e nedtrekitoto ibthetkiné [MGTOMEL. tTaly, @h&n| \s8 Nt Methdxiab Wolationd whicH Kaanmbh cenbentabd| ,

such basndtalcbisoh ismemtvet! fralhahagdesium all®ROCt aneby bdlingl Pune niagiesiem anethoyilie was pdecane,
ker o-deplired baphdxard féshiba rsuchnastbytheatioginor | de, pated  firom mvig(Oviel #dteOH s bynaemoval  of

cycl @hénerratnasphdre; the resulting pracatalystegehrox ysi | metanplssolyhte rby hdwyingdie, 2 elrspme cdf aatny
magnesi um chl oride, which a suitable inert solvent when the al koxide is My
is used as a support material in a prpcatalyst for an 45 ethoxide but not
when it is My nethoxide. olefin polynerization catal yst. Magnesi um net hox-
ide (My(OWVe)2 4MeCH) is an exanpl e of such a Exanpl e | magnesi um

al koxi de. When bound al cohol is renoved by heating Magnesi um

rret hoxi de sol utlons (12°/c) were aI one, the nmor phol ogy of the procatal yst and

. o



3 EP0360454B1 4 nitrogen (to obtain a
non-boi I ed precursor)gand al so argp § séd f4G84 hot. The soligds were slurried
in one by azeotropic distillation fromkerosene ([err] final 200 m
portion of the [err]/chlorobenzene boiling point).
sol venitrogex (iabltais tainon-Balled)pradurser) ad aléd. 5 hour aad filféred-hotThd Sulidlsswane slerrigat ie pas ed
by sti iby i saeptdfic tdistilation| &rom ] kerodme (19cCur e was fifial |20@ m dortinnt of redTiCk/ehrlor@Bnaene | s
of t he beilguioid).ng nmagnesi um conpounds 5  ablveotvik erd sliced gerdly [ferrG.§ héwefabr e
bei ng wa stie-eatalysishweze Preppredhby istirtineuddsio pht hal ¢ G TheGddure was fiBELEIDt and then si x
15 m 6p gindisor shegpsuitige magnesiive comprunds; t oni umaliowed e Reabia #05Cobafase bejam washed f or
ur Wik 2.5 ml akiggbpty tﬂé?@d'a?%’l S 50s dri ed Wl“b rSix| 179 i mortiens of 1isopentane; [fhe hat
sane st tte’ﬁF'il?"H?’Eh °"B?E@§% f°” hour at nqer ERPUHRG PIPYERY "f‘Fseﬂ”e for 490 minutes

ti tan| .?'B 5’@9“? opent aﬂgd _ t ol | ed
Next. & v

n’Dc' 1'!‘ ensl an rOéata W S l'l d Uﬁ GTB'E Sgﬁ? e??}\?& s %(ﬁ gthelrﬁﬁ_' 2 agt 40
C._The bylen dﬁdl QUM powdg, Q.&?& oy a?. ¢

was tOsI% gaws.ﬁ GRS ur a | d§ 19 of
eLhan Iphas oxtlge&% rﬁehﬂhlug b fdl € 1 U rﬂ.atrt) cﬁ}é’?) L aXﬁ‘er eﬁ%&sgernc:é il

i qnaoshmaimso atatygnd 1. é 2 B8ceind JigGtolsC 59 ) 3P RIS N -
M Xt ur e Ofne tprdcathipst |mi!\lchlma§1uﬂli@fidn the_ ni- ferr I fae&mcptﬁé ARuMAGas nto Af4b €€ oil
ef f er vasganied MgloMeRuMebH ianBdnhigueywtiidnane as Gaf ahdstyred vigorously lAter 3 h&lﬁ@l 2fegone
Vi gor oisseutsida the edopé of thizrieveinias) tad-a pkbie pr ocatbohleyadthowfiiland was addsadad theasidye
ni - ductiditycbf anlgl 7i6hg ofrpolyprpglenteyer plamced | Nt @tireing mikite wad islowlly e o GrdoE@m-

PR catdifs@i the trolybropyipne hatkigeh xylene 20 bat Iperatos ft158 et whichopolt hbating Ak¢ er

3 Tour solutkaRi §.1%xnd atbulk densibthef 03¢ @fsen®.of t hi s sfoppednThieoriseheas capged @nd the fslurry
t et r aefThoRipsatdlvsh whighn yas thelded fremm MofQMe)r api d| y waeialtowed toycodd fwitty repig stirian. Rie oix-
pol ypr eflip@h desglegtod by heiling i kergspne hepset ur e wadure weswifijeradeandettie tselids weshedtteree  of
cat al y8tofpgtivity of 9.5 K9 phpahipiePdene RepgieMg a xy| dmes W'“!ZGOO p dheq rdsied undep moying, t

whi ch ﬁfoFﬁﬁ'VngafhP 'VBGQ%V'G%I“G‘HI%% xyeneg 29, an(!!'t"ag"BuT'R V!f 3@1’(“’@%3‘41‘ PonB.
st opped°'"bﬁ"°té’f\? BPhe sl ur g ?‘FSW«‘%"‘
made f fewe’ :|§ Ty %sc dto coB “' e pam ‘f'Pl o Wi h‘?n x-
2, 4|\/E e or anic s lv kero@renI t?j:all osene h f I hI ? tlg?cgla?
the sof] 5555%@ o cyea; 025 ot “36;@ A IO
Limes oo i iy ngT ‘%59 o

pol YPr 9 i aybmn&d reas ul? i tro q#;?.z y.ar s 4B 606 i T of
t heor y huix & @E;wgrffmés &r{ﬂaﬁ’t a bul'k densig, el a ,lgr( Sgallo rQJcB?QI Pd ¢
exam natlon revea ed transpar ent and si gnIJI,ﬁ,ﬁ% W tﬁWal ,ﬂirg,ﬁ, %{,ta
(those@i%&j particles in the 10 to 3% [ edihdthdkysilaB ¥4 tcdc N prb |yst
[err]) us, it is clearly shown that boigomnge m%@geprmrsw gioeuosum Rpout

17 [ err]a) Nbh-®oilett MdgResiingiwtie (S00rhesBND, Ker aRPa)€atalydt withitini abéthde\paititle size of 1344
[ err]/ ché,dxdo breatyzveas eslveist! e 50 § ebistiaihbx-Wwas Caumi (vidreay oaverlgd petticlpr sivd bE 6600y Of
t ke, cat aysjiab ,(TERS) raaditheal 100 GOF otbanbl wes des Crwab edpdctad martbe bjsisodf dvivage preawnsot €.
t he xyl eaded dbuibIckigridar{ti® mmph d6%dsolutire e plrettidg\size). The Tdiadyst ewpdred pggording to
pr ocat al ipothgnafiewas addeddand dhepppdpre ghfrriedhe cattbﬁ jpsantiepspreduceic§iokn BR/g gatalyshwittease
In the ¢nep Mee. hew plpvedie %F abropiy 9 at [ éAr Jverage Pprigieysige (ofi| 4R4 diah dWhere ahd
| ower f i ??@é“’%d‘ﬁ‘f’(eﬁf“d'“g overnight, the ’°sﬂ?'l§pyl ené"?’?ﬂea“35@ g yas ﬁ"f‘*‘t‘ﬂ) gHIpolh)is
reacto af(P{?F'B"‘a@?f was washed\ana| uni rReaY Fﬂ? Bitha LAlling. i fqivent,
35 di ne‘i 9'?35 g""ag ‘”E*bé'é{ Potipns ﬁ‘he "~’pr d gt’ 'P“ef aP‘ﬁEV 51 *ﬁB “i‘°e§

|

precur SO ranu gre J(; ?&WI S Vi eﬁc ét awr % re-
PP/ g cat b | o Py
T o %.iﬁfww ks @%ﬁé& e et s{&q&zew gy;?fﬂéfe
6600 [ ey fﬁarfb@&%né, o0 f%@ brodfizon, *Vias “EXPEC

the basig) 85 nVdd Y BddIdEH rHomObm Ferric or 1 9 mol, 16%

sol uti onrpe ga,qu shifthd mbduR Wik Réaled td ) * @at al ysdrasepar ed accordi ng toin

et hanol ) anadsid #d 4 @6uradHd niikidre Whsfitdle8 h&tl urried this invention produced 63. 2
Kg PP/ g #natitehafdtheni20dmios @ TC/ehordbBen al | onesl grécesd &R Chratficifigd @MBupsiied pal-
aver age a¢ niare was a8deaf alehg Awifhephthplofiwhes €  anmpriiivh Usatalysiiicbraonsiit,a whlich Gom-
over ni ghdhjoriden(e.42 ed, (RlA mmg)) and\ethyipezoate 500 [ er prisesvbsatigg P magnesidm alkéxits selbdted S
vol um nol087 g, 26uhrael) god.ewithgettlatstimingathewashed ofiom neEgeasiumy methaxida anh abaghesium ng
in the osyarwas heldlakdid° C tar Anothet 8 hgirass f unnethoxigie t Havingh beund rinobdl otk anfinery 5
tetraet hoxysilane, dramatically increased the pro- isooctane and dried
under noving nitrogen to ductivity @f the catalyst and inproved the

nor phol - yield a granular grey solid of about 200 [err] ogy (as

evi denced by obtaining pol yner of pre- ,average particle size. The precursor
(8.2 g) was dicted average particle size as opposed to only slurried in
200 mM of 50/50 (vol/vol) 20% of predicted particle size via the



ﬁon- boi | ed precurss(r)?Gglrgllgllso and Hlam4lﬁ. Thfa1 gelt rggegegu“l“ﬂ m“llﬁml“

in one by azeotropic distillation from kerosene ([err] final 200°n
- portion of the [err]/chlorobenzene boiling

[ vent. npiEooth b S A SErG poseg) 265 dson o -t o8 Herskhgl Toe s o g e
by siire o FUrV o Tt 6 v ?f .ﬂmmaf R

of the re® I"f’lpf’% esi um c ounds, '" (o J’ & e at
re re ho then
?ebn?n&S hegigesg g‘gﬁtﬁg?ﬁl lp(jgt hal at ejﬁgﬂe 0 cool t QF b in aH

50 mpof; é‘%‘?i fisch eﬁr@f 8 20005 of Aol UM el bl rk? %‘a |
tlhggu;anet.%é bl &iﬁo@ L,Aéeﬁf&ol%mu ki ed for %sa d@n 6%@’;] afr. e

! 1 [l olv e. Excess o i at .
trtan um ¥@sudk %QV@%\Q Y oy XERilfve ViSopbEHRENT AN€ by Soivent boite@® N a ﬁéﬁa{aﬁfgt was pre-
Next, a prifesbi o6l ploetalyf Ras dried Shdor ABH €38N PIpakaTaddolilg thaf SodeRTintbRiAl Mag-
nMov- 10 in§@i8genst Q0¥ Cli ThE poRathifsis Wre€ et | NVeNtnbiiim pdi@r (50 Mebshi 6.1 §IRIS Adl) was
[err] . ThepdpiRaat srbpyehs forar utltesr - Crneai Um poWdRFried 851G D sthénoll tidn 0242Pot bro-
mol ) was 8.6 iigoft Wiegallchipayisciay/lesdie inf tas liqlidhour  at nlise @D mnfolyand 1.7 ettt bi 186k étianBlfe
g of ethapeke usihgra Ghixiide @f afstiylabminBmBarkdi tre (1 fddie gfaldride Mas aadtaniC |Afisteotopasiente

i n the |i disptyldimetmoxysdang asmeshiplystnd 1. 7 nmoé of had dscenb aigolouss 5P lgast dolueme mgs ad-
m xture of tThe @roestilyst whichwas sadp from the ni-er ri ¢ c ldod piddtbe wadurexdasadaced\intoes 45 ° C ol
ef f er vesceger dded Mol *Mpait eiekgigyel whith as coc Rethlapd stirred vigareusly. After ghgurs, 225 g
become vi BAviside thesspope pff this dverdiag had$ Rit- The probielreathoyysilangiiyas lpddgsisangetbie rapidly
from he jotivity of °“'¥jé kaHHP‘{'W@PYr‘?'}?tH?F Sra%as pl acéH’"i‘%'E" uge aérsror'v horted {q @ gk fem-
dri ed erP a‘?' 9 having a xylenep, 26, stpieﬁar“éeddvﬁ o?éhg’f‘ poipt gafing was
hours, ‘6’ M°§ @b‘t"héeg‘yfo 834 0’° | s i nverfloP app a"d the slurry
t et raet hox%e solvaed "tN@ |d y duc;‘faf s d ! ;s:) heﬂ':“"'
pOl ypropy ggl) y ql}f e Was Sl lt és%g e { en Vll’jle
cat al yst/ o yﬁ Y ot x;ﬂ ene o Ory)g
whi ch pOI &Ilub a n% %& Xatrg’:’[a Ttl% rent
st oppe esugrﬁ%ﬁrﬁl féiet ffh@% Ieé‘ sS| ur r y r‘ﬁcl@sr fﬁcﬁ’» oY Bl 38MinCran $ﬂth the
made fro hifb )~ Thus, it is cledMySh ntﬁﬁfvﬁ ShingO® COOl  \idrdhe! PRAIle Skitd TdbbE- 1 ﬁmm e
2. 4MeOH dpsib \bRjaRlé! sBYenb KelobdB, drimdBangSene had  ancl/chiokobibrBent@Stef irbdirfidre asBeried
the sol i dereatad iR thrddidtivly ntnaatilybtyfidcheasti 29 1 K@uiQis desdtibedli®paH £ BEthie Exkanfplad M.
times wit {he ixgieCsomubies bitEimprbivéditle maMAslogyDVi Ng Of TAtealIgng tprdtatalyéth@vere used to poly-
pol ypr opybfamecdudyst agevidencst ®@n incidase imther ogen. mekae pyp@bid A2 hdBrs8at (B7( €O U iqaid
t heory). buK depsiyandlower.dé$mntenta bul k density mépyGnelB of 8 litfe (1 US| galionls ®a@orcusing
exani nation reveal ed transparent and signifi canmixdyref eheristylzenipan t and ediphenyl-
(those | eBampledrticles in the 10 to 35 [es?] dimetomysilarneh as heocataiysh T procatalyst
[err]). Thus, it is clearly shown that boili rg dvenandhoilaga prepussoe psedpesda B g
17 [err]. Tahdo-holled; Magpasisr Rowdes (BPapash. 1Rer oserfF/a eptalyshithan qvrage,particle size of 1344
[err}f hI or%l?éhi‘&'?é’faéﬂuﬁ'r’d f"r@aﬂ ﬁ%fﬁfraem@s car r i 4 W@é%@lja‘teﬁ‘ﬁ ?rﬁ‘fﬁjﬁ‘i-’q 9‘|

t he @t al yfs then 400 th 8' WEscr i betfS; 9 iﬁ §"9 C s°'
the xyl ene %l cle ze) acc dmg o

o N ST i s

lower fi nesvofﬁm%&néranular precipitate was wa Ne | Mddny s vr)n'theft% fiE)solvent
reactor, USJ Rfied dHsXiiing @ ttrrréeebmrénalbrm Qgim¢, SlyRiard)d ram d the pro-
35 di et haswshreadhd dtd GRGeR tnfving tnitroddi€to PT OC atdabikitf of tﬁé)é&di)@@anﬂ%p fRCmorphol-

precursor priekdldC@shuldP giég sdild bosbolORd0eEh MBgNeaspl Uss BaAGId D Bbtarmisd) poIQrQer of pre-
PP/ g cat al yséragsi pahticia13iza.vne peseurpir (8.2 6l vaasSi ze adictekBdvérale partidd si¥dlas opp6sed to only
slurried i rsinddg inf 20@t miletdn0>50/50 [ @volNol)( Wher e28% dtipredicied particly sitd vid the cstaly® from
6600 [ err] NGifthiomberzéheOBpn Eokaityl pleelal0R.509 of abdwandbiledpsecursaas expect ed on

t he basi s afl. 8§ emml)avapadded at omderdekturd=erri c chloride (1.9 mml, 16%

sol ution 4@ genyystrfing roixtyle nay healiddo tIAr Gl yst Haim&red according. to.in

et hanol ) weP8d Beldifor 1 hens. Tha anbiyrg wepfillersd gtr j ed  this invention produced 63.2
Kg PP/ g cataéﬂj p a\)ﬂ“’tehz‘l?rfl‘,'é’f FﬂSrTéc'*/‘thl?&'?e'al I owed t 6 RPCeAY fout P'?%‘ﬁ? tae ﬁ\!PP"%FH poly-

aver age pa ph“'zi'ﬂﬂer & a @P‘éztalﬂ"e‘:a"?iﬁ h °°m
over ni ght, n 0 [er r] th a‘;"'

vol um nous s% g""b ) g}ig ghed on qmu f’ 'E) FFZTF%
in the organl soIven a fr ass funnel ort o

t et r aet hoxysi |l ane, dranatlcally |ncreased t he pro- |sooctane and drled
under noving nitrogen to ductivity of tMe catalyst and inproved the

nor phol - yield a granular grey solid of about 200 [err] ogy (as

evi denced by obtaining polyner of pre- average particle size. The precursor
(8.2 g) was dicted average particle size as opposed to only slurried in
200 m of 50/50 (vol/vol) ' 2096of predlcted partlcle size via the

- =9

o, S o I I



R Y

Zbove t he tenperat Ezeoa?G\?\rrﬁ(S:ﬁ o P. li@gi en na6h ei nenkderl”munmflmgum”m
e al kox

An- the al cohol dissociates from t | de, and che’} iobe
Titantetrachlorid als die Hal o- subjecting the resulti ng magnesr um aI koxi de
to gevoestkr BV Ghestempératinle cat @ity S et ab. SveftihAgCrat®inad Ndes iverstéhenblenaAn-

hal ogen the citpiall ddsodited from atte- alkoxide, asdt zt W r Chprishel wolbsi Midnielrachlorid als die Halo-

5 Revenelibjsafingdnsresulting\magresiars slkaddeds di ng t 0 gehaibindingvdires Ebergangemeardlis eingd- | s
et hanol mefthesisheithtachejpgeradompeund of akan- 1. Pr océ@ewide preparation d' un

Com)osaﬁ'tlo'deet#'east 105 C 5 cat al yseur
de*yol ymjrl sation supporte, qui_ 10 BevepriesllonBes et apes consistant a
trai tér Aunocsss accadigg de slaigy ¢ g 0 claim 1 qr 2 wherein al cool ate

de rragné'&?hﬁ'r’r"jh %WB?'sﬁ"d B femPPrEtueds af he so['ve”r'i‘?°éi’es d&tprqpé’&‘é‘t" DY CHPPREE Sleene,
thyl at e8® Hifnesi um et | 6thylate de matgnfu"a SP%'(L fgrisatip 'éc?&?%"&?r e qul
decaljn, tetrali gh o o um et a|¥an de 1°BPRHLIS I t °s '(?taffn 28 e\/ér:ﬁt
t ol ue e i{ goca|m1or where| alcoolaede ng f?'b ;‘rg dP%t ur e
olv qgt one of keros é d 1’ !%%1 aq 'é éte |§| agne-

super i egrc'ﬁ)h ne, %ogct decalin® ge‘? 0 sojvant
di ssoci ejfgmea rocess according to clainm rieure oui
sounettre | aI cool ate de magnesi um regul - tah@e"grggragccdopéprg, &g d,sc,em
MRgNesi WBr&biiOdttording to clait@br whbiéin BT At NDSR 2 RRetid PalbRBRARSnd3RdsRim &l and
t he sol ¥R@nhaghssivkrCiikoRigd BONIERbSUAGhox- t8HE BEund mMéRtBBS Alboc Uf cbrhdBS hdid-On.
S. A pr aeRAcbthe sswehils Rgastaxyifite.one of the prgasedlan méll de Zansibcede confornme &
| a revendi cation 1 dans ing clains wherein the solvent fornms an
| equed. W' padcessGccosdiig th afit dnabihe pbcdda tBNpRr drecéds echiderhe a[le revedditatidaet Bamsnd
al Tohol ing claims wherein the solvemttforns ami NS egall@ud@ 15Bool @st Ethakol Bt GCcempérature
accor di negotrape aitythe heund icehele preced- 3. Prestama®insdpdiod M@ °C.| | a
revendi cation 1 ou 2 ing clainms wherein titanium tetrachloride is 25
dans § efupedcessacenylingim enyeope oblhe prtads un s8I VRseREdd senformaes atli sevindicgiipan! ewApound
of a tr BASFRIMYherein titanium, jteffachintideriis | e2sk er o HaRflequelle sghvanbeRh amains protolyant

' | i sookted & the hglogen.comppund of @ transitiey| | ne, é’h?'ﬂl Baé’ﬁe {képogdng,y jec guclohexane,
Patent afféBt | che 30 4. Proc6de conforme & I ?@g%d?j freots tra!m ?ti'”é"e

Ver f z Her st el | ung ei nes tr~gergest ne dans | oquel "al cool ate
de g gpons

"et h‘yl %'EP'EEZ St p:QO%E%nAI POLJ%E%%?%EL? ngzt5 at@l%%fl1;?§£: a i g"ﬁﬂ?e@ v@ng%szt
hoI

I\/agneSI ierun Iysath OXysi | ang; §t le solvan est le

Magnesi gﬁ"ﬁ%& ﬂr rﬁsi yagrggrs.ﬁérm  hoxi d urhd gebun

5. Proc v@gﬁl nggn iesribue s@nale des re- nen mt ei nem i nerten

Losungs gadsibthoxid umfast WRINWKIcHSE beblfdeP ! thge dg.N g8k EihiolId Ghe LEbicoRdue Y Faei st ,

bei odeherpmdhbram oMb Ghertd® TB&AGENittol V 3@ didafnd Brédsiented QhrisOBGieP b0l

| " al coobufddidt. beb 6der @Bdrhditesinoh TMPaatury OM Al KOXarit diing G btpé aved Paiddeiiisdem das

er haI t ebe& déddpnalkohoamkakekidl diesoiert und 6. Procede conforme a une quel conque des
- , Vet bdildars dasnerbaliarierMagndsismalimditheinebi Ndune eArovéds confbtme 2 \uae) dueldhque rids re-

pr ~C ede Nesthessamit sihey Halvigeriverbihdiing @imes Cher gan yemiirkiitng précidbraes dand lequelie téthac-

hl or ur eUbkegangsmetelis wntarwarfen wrdse conme conpos Gilonee dejditage st untilisfBomme chomposé

transition. 2. Verfahren nach Anspruch 1, \hebgdnédup milldsii@nsiton.nanol i st und

di e Tenperfehen pachiAqepsuch dpyobpdsr @kohol 45 3.

Ver f ahr Efjaehésh und dig Jempeatys yaipdestens\phei  das Losungsm ttel mndestens eines

~aus Ker 8" F Cycl ohexan, |sooctan, De€alin, Tetralin, Toluol und Xylol ist.

60 4., Ver hr en ach oder 2, wobel das I\/agnesi urmal koxi d

Margne3$|9 rh ucﬂqa‘g)dra % 3Pr°’gsm ttel Tetraethoxysilan ist. 56 5.

Ver f ahr g1 sm 'mm °'" en An- sprache, wobel das L65ungsmtte|
ein Aze Sydlggg%% lg&o&@e‘%@“’ébun%ehe@ﬂg\l kghol bildet. 4 _

4. Verfahren nach Anspruch 1 oder 2, wobei das
Magnesiumalkoxid Magnesiumethoxid ist und
das Lésungsmittel Tetraethoxysilan ist.
85
§. Verfahren nach einem der vorsishenden An-
spriiche, wobei das L&sungsmittel ein Azeo-
trop mit dem gebundenen Alkohol bildet.



