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i ns ormslar er oi |

hydr of or AkbRd). 0
for med
fromtge cormherighBaiitybofhdiiialisn proditishevibdtRe &FJcHEJs%&e%eﬁt@@Eﬁﬁ@ﬁHanEy t heg

fol | ow neprgaiasinahd fiIpsdeudya® t6 190% Byleight) ysualll SO EOBPGBYELeigtt bithedpsnTata w&:
hi gh- boi liquitbexsludied tha Geoup Vil no3B nigtab-trdryhdspBine complex Giafylphosgphine and

products R¥bilMG J:ilfc‘&hra /8 an a‘BB\FEU 2s (1)
d (1) ocquro&é}sbﬁhui %t i refi&y oo ﬁed.mmuweeiefmm&%f ¥ cuvBplgldatalifst, t he

s pe nt catriafyphbsphing bxide and criandphogphiniedn tﬁe blupbhﬂmd orgenisibg-progiuicts totreahzatyb phosphi ne |

pho
Group VI n"m R e LAy
triaryl ph’ﬁ%ﬁbﬁiﬁmgiﬂt @hqu rystall BpeMEtIonHut A1 ssol vi ng
triar gbpprtpdblyiom Foreobiby vﬁvl'dhy Thet doheernyfhmseﬁ ) GrouvAe nablf Metatiwigiyiphosphine 20
sol ubi | i tgmplex catalystrzing itridndiHos, idy imshe spanticetalyptriiquid etesisimtly inrtig raiges of -

structur Bé)o% FR)W% Q'!H'é a'F‘bQ Y(We ohty rrepgctively, thouahthergjsao pprgeylar dmigptionh s

npl 8%, set'?qﬂwg?qymsgypmlehmdm by ars Hhe spentqatalyst ipuid. i irpdo'@)tsnlsng 16
or ganl c WJ%E% "§BP eh p° Q“'&“'F'&Y@qgf"gﬁmfa WAPL¥ol vi ng
t'l ﬂEJM

i nvent i of8 ' o - eere i i Lityeof the conpl ex
‘catal yetpo B%tg iy ttr.&”‘ ﬁiﬂ; E.?iwj’ﬁt?é’m Rty el 1 5g

aid Erﬁfﬁ %lll W spéie Qéfﬂst liqUid have a weight
tr| aryl pmisr)m 0.2 thywmpﬁdfétin 1Z.6.8|t@n:99f the spent catalyst liquid. |
desired, it Hitbe cingentratidrtof pasdnhbsphine in tbo)smumatd\hﬁiqoidymmd irtmtheon of the

.spent_c at‘téﬂf%fs'!“waﬂ@ftﬁva‘ews tael low fq"m"thhéhe QSOTRmMH angesipis

-

cry; I| t if
it e e T
subj ect eﬁ"taﬁw @etnar%a biado lonkl am .r%fadcp € 1N the
| i qui d dgiems syﬁaau& ﬁﬁ,@.gc.tv u h £ of mdo e crysta | ZI.ng operatlon but
s 20 pref ahabiystalfization dftﬂecsp&ﬁ%tblystmmu@;éun be“ﬁh@emmcmrmsmuimwﬁ the G oup
Vil nsl ew#elbmdatpparm b ager mﬂﬁiste s@ntllzctwtnanr sttervamThermtayilz ingsp h$$1e

oxi de i ntampera r!;t'mr'te FﬁP’ %1 hP h|"ﬂ“{ ryetaly fg q_}t&
nt y ro
10% by @a@ﬁh !ﬁ t?sl% e sre ¥ e é:% mlg%e ﬁl ﬁ ué;f ati
particul erce nFGng%Eb g%i#%r @Iﬁmﬁs% Ehtlgr?a riaryiphosphifte should o
cryst 3 | profordbfibe@arrib ﬂléhdsmi geﬁ'Hﬁd ca%ﬂ'ﬁﬂklﬂe h i €0 f

anount Obrebbng bidatibn of'ﬂmri'lphbgphirregﬁtﬁ Itrianhghommd wRitle inethexirésemcetoboxygen.

triaryl phosdthe triaryiphibsphine é:eedcb\rezdtw recircuted dnterthe vdmfpnmv@dommctméqm for 25 the

triarylp 'ieﬁ‘%’ oaﬂ@srtpnr Icpy istillatipny res Hmwb Emfe tFor $yich ppsi
iagg‘l Xf f tr|a soﬁ\r;ent W?'Ich as g\ele \gle |II t%i%J orto cry Sn. 'é?gﬂ‘%%wfa
hhalis |1 qU| d

'ngbib et
renmoved fefc&mdd ﬁbr BB iaﬁ bﬁﬁe Iﬁiﬁﬁltdigﬁﬂo‘ihér%v»}nqmﬁdu ff:raJa{alyEd nﬁehbln t he

af or enentdcoveadTHeaioble metatl so dcdversd fsa@lised dsar cathlystfortyaiotaraylationlattedit lgsii d by
vacuum disderdohmthe oecessarydtdatment.se bef ore t he cr stalli zatlon of the I|_ UI d
| tHRO 30 dumilBwndarstosd fram tterferem' eserintiomthaty 9%@*0 'f' he
Spent - Ca hg 5 ?' i nbsq r h ﬁ‘;f" a‘hge
Is i s pol¥pfighyigidiremspe r8? 5"'3 athv "dYa HOURL PO % suc =00t | i
organi ¢ by-product for the crystallization of the |iquid. The
crystallization of the spent catalyst liquid can be properly acconplished
in a knowmn 35 crystallizing apparatus by single-stage or nultistage

~ crystallizati on, or ot her wi se. The-cry_stal l'i zating 35 tenperature is not

o r



pre@t oxi dation of triaryl phosphine into tri~aryl"phosphi ne oxi de in the ~
pr.e ce -of oxygen. The triaryl phosphine thus:recovered is reci rcul at ed
| nt ogt he hydrof ornyl ation reaction zone for reuse directlGp Dro4af 862 B 6

purlt"'—t'l catron Dy distriratron, recrystallrzatron, or OlNnerw Se. For §uch""

recircul a t r|

hydr ogem'éiti:,%ﬁﬁﬁ 'EL@?&%?EZ i o Ngh a0 }rg%ra::%m ABVED ooy oy .
whi ch has hﬂierhvérﬂma Y650 la¥/high .aaus{riaatanﬁrhspwmyth @ctﬁr&bﬁ%fﬁhﬂylpﬁ&bhlﬁﬂ the N
45 The goeaspmbkds itpoksibie towdénidve pelesiesty the mriatiphosphink exidd, cojlectthgdrf the reactivs '

r ecovier jauist which arayaqgmwpmlehib@r r@eelmhe aropweweqf rleﬁfwl !isteacdﬁmeq foomeddy t h&

-
~

liquid Be tho cove nswn_le nobl e

met al 591 m |c tl alPaEgc %ga T‘?L nt n%%‘cg I E:E&g@ ) ft er it

has und v&ﬁ’gl‘? reﬂI oble metalb &'TeOOd f.rom
. the fgor ﬁrgweﬂ dafrhtghtbnmt/ lﬂhbmrrierau@etouwmhame aaetaawmcrsargmeturamt 50

i ndust re@bnsmlftw;thupmhata;wsomwn mmmrbfsrmwmmsjseot andshe mosthergof &fr  usef ul

and expbydgforeylatiorar y| phosphi ne Wi t h a h| yi el d fromthe reaction groduct

of hydr of orThginentiemwiy 0141. fpseribady gﬁ Y g {th1e %t? °*°'"P' Wh'ch are not

GB 2 048t 'Bany way t i)ty 'Meztn s s%t'h Past mnfhleafﬁpaa r*8h utilizing

t he th gExamsle _g by- product f the rea t| thereby nakr ng | t possible&o

reuse tﬁ%coy 80 i f?YIP Pg) -] de were ara éz t% %ﬂ“cﬁ&t Iﬁ“c?fol-rmﬁ%t lon )

fgflltl’lj’ a ézdd oY ené/ﬁ ahl u&ﬁal Stud iR s¥nd8 bf a rhodium-

| s aI SO,

|9r§3 hé¥Bhiné deQQﬁFy&Wﬁh leRSess pl%?ﬁl%h bKind @ obﬁmﬂitaﬁﬁ‘ IRGdhod Yy the
t r| aqcyl RoeGRfddto CheiréktiorCsybteMCA pdrgoflthib datw/sfltqadttlmmrobﬁmed wesretiovedfas te | s 2D
cat al.yt spenteatalystiiquidhaniditeluene mmr saperated dramghie spentfcatalyst liguid by

al dehyden ¢rémwmeﬁs9d of d'%S“'@ 'a-,eae,bv a@'ﬁﬂ"wer e&%&c
e e 15 tngg'féﬁ'ﬁﬁr@&tmm

| ndugpt é}‘@{r hiRg! a 60 minutes.
triar yl ﬂmstn Iuitﬁd ﬁem :h@stréatnotf irogen'ine B besesl farasluﬁmear ERRNGH provided oup
VI11 notra osdling ,abgét and(\ﬂllﬂﬂhé’ﬁﬁteh@'de ringiirdture ©f thé eesdd) wakiingihtained bl 0°Ctbeer y  of

hi gh puvéste} was fotatsd g3 la esgeH of 200t GOCmoUtY continue prstyifegahseparationp 84 minutesysef ul

and 1owe9rp|amrssaés of frwbmvtnhesps en'@red 'E" W?'P “dgrP'r‘?s f’ YiP'IS‘P Myl at i n ..
syst ¥ cHsies VRS Foree '@5‘? nl ide %53 E hodiich ! _
be descgﬁiﬁ}ﬁ?gfdﬁ atirinb %Eo hB SR ﬁraaft n{ﬁtdaaant |

i ntende daﬁtt&mbnmiéd%% iﬁhénytp és%hlhél‘ﬂgﬁdrf@ﬂbhﬂ IpthphInB oﬁiwaﬁdmsmmﬁ e

scope .apddiaficombplek besedat the vbighttot supetallic rhodium.
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ol efin and forned al dehydecompaition e Digdillaticiimdsiiel i qui d reaction product
formed by the hydroforrryl ation of propyl en€ompositionl ndudlonieatinve@gt i on -

appar at us | n the piCeasipeatsof a rhodi um tri ph‘eﬁ’ﬂl phosphidfeesidaetsl ex cat al yst .
with exB "ﬂ’ip BSWR"@‘"?"G"‘?)bt ain.a cafalyst |iquig be 20
reci_-‘rQ:u eactlon system A par ta t he catal; %I iquid thus
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on netallic rhodium 0.045 . . - . 0.045

‘5-'-'--40 Free tr| phenyl phosphr ne ' - - 30-- - -~ -30
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1. In a process for the hydroformylation of an olefin comprising reacting the olefin with carbon
monoxide and hydrogen in a catalyst liquid containing a Group VIl noble metal-triarylphosphine
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forth in any of claims 1 to 7, wherein said spent catalyst liquid to be
subjected 20 to crystal | ization contains 1 to 60% by wei ght of

triaryl phosphi ne. ' 20 9. A process as set
forth in any of claims 1'to 8, wherein said crystallization is effected at
a tenperature ranging from - 78[err] to 80C. 10. A process as set forth in
any of clainms 1 to 9, further conprising. purlfyl ng said recovered -

triaryl phosphi ne before recirculating it into said reaction zone. 25

11. A process according to claim1 for hydrofornylation of an ol efin
substanti al | y as herer nbef ore 25 described. 12. An al dehyde when produced
by a proces ornyl'ation of an olefin as clained in any one of

clains to Pr| jestys Stationery Ofice by the Courier Press,
Leam ngt on Sp M by the Patent Office, 25 Southanpton

Bui | di ngs. Lon om whi ch copr es may be obtai ned



