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5 Process for preparing vinyl acetate The present
invention relates to a process for preparing vinyl
acetate in the gas phase fromethyl ene and acetic

.acid in the presence of oxygen or 10

oxygen-contai ning. gases, with the reaction m xture
fed into the vinyl acetate reactor being saturated
with acetic acid. It is known that acetic acid can be
reacted with ethyl ene and oxygen or

oxygen-cont ai ni ng gases in the gas phase at el evated
pressure and 15 el evated tenperature over

pal I adi um cont aj_hi ng ftj xed- bed Cat 6i| ysts to form
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salts and gold salts. Here, the volune of the

ngregnatlon sol utiqn corresponds to the pore vol ume
Bf1S thmewsy it racelis agd ranabe regetednpite pilyiepa andepxygen or

tf.)Wde@M«ﬁﬂ'ntQh‘u@ tg{1 an”&ﬂtthwl bhs apkald amél%batééofﬁp@émﬂé and

SBvaB O eecttse B PAMERU TS tHhe Tt beu Shtalyatp 4o form
vioplvacdtetd. iShippontsdecatalysts m:rhpnsmg madiediden &ogbther with gold-

PR A0 R SHERAEAIBLERLA 0B BRAY A be gfiggiive

a reduci'ng agent
edapstmds and 30 gol d conpounds to the correspondl ng
netals. This is foIIovved by inpregnation wth an

queo [ ta acet ate solution and, a
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E‘;"ngﬂ 01Q lwuﬁlk:ﬁnthe metal salts are converted into water-insoluble
compounds and immobilized on the support material. Subseguent
treatment with a reducing agent reduces the palladium compounds and
gold compounds to the corresponding metals. This is foliowed by
impregnation with an aqueous alkali metal acetate solution and a
subsequent drying step. A catalyst having. a shell structure is obtained.

According to US-A-5,332,710, the support which has been impregnated
with palladium salts and gold salts is dipped into an aqueous fixing solution
comprising sodium hydroxide or potassium hydroxide and kept in motion
therein for at least half an hour. Here, the support which is completely

covered with the fixing so!utlon is rotated from the begmmng of the
- treatment with the fixing solution.



The reaction mxture |eaving the vinyl acetate

reactor conprises vinyl acetate, unreacted acetic

acid and ethylene, small anmounts of unreacted oxygen

and also inerts, for exanple cagbon dioxide and
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distillation to separate off vinyl acetate. Howe

t hePY§ES®f t he acetic acid recovered fromthe vi nyI
acetate process, also referred to as recircul ated
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residue in the distillation to separate off vinyl acetate.

However, the use of the acetic acid recovered from the vinyl acetate
process, also referred to as recirculated acetic acid, presents difficulties for
- 35 the saturation of the recycle gas, since not only acetic acid but also high-
boiling compounds and substances of low volatility which tend to
polymerize, for example acetoxyvinyl acetate, are present in the
“recirculated acetic acid. The presence of these impuritieslleads to fouling in
the vaporization apparatus in the saturation process in which recirculated



pol yneri ze, for exanple acetoxyvinyl acetate, are

present in'the recirculated acetic acid. The

presence of these inpurities leads to fouling in the
vaporization apparatus in the sgaturation process in
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and this in turn has an adverse effect on the yield of vinyl acetate, since the

vinyl acetate yield depends significantly on the reaction pressure in the

reactor.

35 There is therefore a need for a method which ensures sufficient saturation

~ of the ethylene-containing gas fed into the vinyl acetate reactor using the

acetic acid recovered from the vinyl acetate process and does not have the
abovementioned disadvantages.



reactor. 35 There is therefore a need for a nethod
whi ch ensures sufficient saturation of the
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- 25 punped circulation of the substream recircul ated to
feroTe e i SR RA nefefl 4 RinkBm3hERP gruiation of
fedha substrdam recircujated to the column has to be ensured in order o
achieve sufficient saturation of the ethylene-containing gas fed in with
acetic acid. For safety reasons, reliable saturation of the ethylene-
30 containing gas fed in with acetic acid is of great importance for subsequent
introduction into the vinyl acetate reactor, since the ignition limit of this gas
mixture fo be fed into the vinyl acetate reactor depends on its acetic acid
content and increases with increasing aceific acid content. To ensure
reliable saturation of the ethyiene-containing gas fed into the saturation
35 column with acetlic acid, a sufficient minimum pumped circulation is

required and is monitored in terms of safety.

The monitoring in terms of safety is carried out by means of at least two
measurement devices for determining throughputs which are each based
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30 _
At least one further heat exchanger is installed in parallel to the heat
exchanger installed in the minimum pumped circulation. The heat
exchangers are operated simultaneously or preferably alternately and can
be taken out of the saturation process separately from one another for
35 cleaning purposes without resulting in an interruption to the overall vinyl
acetate production process.

The method of the invention dispenses with the known upstream acetic
acid vaporizer and fouling problems in the acetic acid vaporizer can be
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In countercurrent to the ethylene-containing gas mixture fed in at.the

30  bottom of the column, with loading of the gas stream with acetic acid
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However, it is also possible to introduce the recovered acetic acid into the
saturation column at a point separate from the point at which the minimum

35  pumped circulation is introduced, either in the countercurrent stripping
- section or in the _rectification section. If the recovered acetic acid is
introduced in the countercurrent stripping section of the saturation column

it is advisable to spray the recovered acetic acid into the column. |
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a pac e or a s es of
pr okfcHfeation seetigsbebeve vwhsfga@mgdtr@ﬁ i Bhrsoe@able@ thigh boilers

253X apreksenbioiplbsypPs ﬂoﬁ\mg bhefreat t!fe&ﬁﬂ: HPEEER: cotfhtercurrent
ey B4 R aned B A8 o LS o,
countercurrent stripping section of the saturation
col ¥ particularly advantageous for the rectification section of the saturation
column to be constructed so that the smallest possible amount of fiquid is
30 entrained, in order to avoid discharge of high boilers with the gaseous
mixture of ethylene and acetic acid which leaves the saturation column via
the top of the rectification section as far as possible. For example, it is
advantageous fo use sieve trays which are constructed and arranged so
that very little liquid is entrained in the rectification section.
35
The liquid flowing out at the bottom of the saturation column is divided in a
separation device into two substreams of which one substream is
recirculated to the minimum pumped circulation while the other substream
is discharged from the saturation process. In ge'neral, the weight ratio of the



Furthernore, particularly good results are obtained

when at | east about five, preferably at |east eight,
rectification trays are located in the rectification
section above the stripping trays. Thi s enabl es hi gh
boilers 25 present in the vapors flow ng out fromthe
uppéischamgest substreamntter the raebstreanr iwhichgs seadircalatéd to the

be g hyﬁﬁ}ﬁ(}) agfr&jléﬁ’dh 1501 q??@?héfé@b&ff‘ 1§°a&i‘”ﬁ¥he Llbstream

is partlcu ar vantageous
secWhifh d¢ fisehawied: Lenole espskeh oo abdighoietaperatwre thin film
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gntral ned, in order tq avoid dischar

oi FRIMPINGY WithrRegjigsadd Jeqpvarad atan quweﬁteofaﬂw vinyl acetate

acepiscedsl Thettigh Bcﬁlé)@&n&i hsolyrabry 8btafedCiel #hha@emperature
thetogrl of the rectif ?ect on as far as
I

pos L fiim e¥gporgtan e disga]arggd RGeS to use

sieve trays Whl ch are construct ed and arranged so

r et PR 08 peSUES P HRDSH LR byt Fepn e waried wihin

1@ hewistst {ignitspbut Hbe spreasere; lSnUS:tdﬂllynmalrﬁaldBdl atedpproxmnately the
sepgimbl Rvefieyd GR . Hat @.cht@et PSR guusvwa' %t]ffgfb%t pressure

substreamis _recircul to the mni
ci r €ifferencen witieh eist mecessrty Kupdiveedne gas cmg@rar gwough the

frogammsoﬁawwn 8Rd thsRBSthel PargeBE R planh focdttbdMibstream of
di scharged substreamto the substream -

ratﬂ_ﬁ I 8t
Y'eraé:@"i‘edﬁﬁ? & to the mini mum punped
1&i rcul atlon is 1:10-20, preferably 1:13-16. The

RO APl e SRR BB o sorton
acemeéh dcordlngetﬂoﬁ@rmelatwm drepresmse idro dharairdthe prior

'S éi@?@écﬂ'@gd‘m er é‘&tﬁFétfbnaéﬁ rates ?H%E%ﬁ?cl%ﬂg& I?eecf in, so that

point o e vinyl acetate  process
andeg® Ieiﬂﬁ@)élsdsﬂﬂif% iPrimainkainirg ghe ﬁ@ﬁﬁﬁ@hﬁpmseura cmfﬁerence
20fi I mevaporator are discharged fromthe process.

Terrp ﬁg‘{a‘t’%gr\%uﬁﬁﬁg res \l;éflef’éb}r’]ﬁ‘%ﬁhﬁgﬁsﬂ?%{ ati on col um can

us uaidlmunapnmedecircmﬂatmpﬂoosuffmteeit yapbizationsd deeviglacid in the

o eyt ARSIl 4 FRBUOReS LR b Sl amangec
gasnnpacalieleint theorghimume pusped sircdationl lonthisanay, the ethylene-
25t hr&#ﬂﬁin‘ﬂ@egﬁ‘%& ifth thg%a@ur‘%géglc%ﬁﬁ’ﬁﬁﬁ’s Qﬁ’tﬁ?étga%ﬁf acetic acid

~the Vi ny etate reactor
acedtithe sgsired dppineraltressany b ianst gattial rﬁhqz ﬁresh @cet:c acid fed in

satvi #id Rdttification section vaporizes into the gas stream conveyed through
the countercurrent stripping section. .

30 The composition of the liquid in the minimum pumped circulation
corresponds essentially to the composition of the recovered acetic acid with -
slightly increased proportions of high boilers. An excessively high eontent
of high boilers in the minimum pumped circulation is to be avoided in order
to reduce the risk of excessive fouling of the heat exchange surfaces on the

35 heat exchangers in the minimum pumped circulation.

In one advantageous way of operating the saturation column, acetic acid in
the form of fresh acetic acid, recovered acetic acid and minimum pumped
circulation is fed in in an amount per unit weight of the ethylene-containing

he; geetisy adiguesert in the



met hod according to the invention, a | ower pressure
drop than in the prior art is observed in the
saturation apparatus for the recycle gas fed in, so
that |ess energy is required fgpor maintaining the

sufficient pressure difference.” 20 Li kew se,
suf geseenntremdunede Nigr gye thettome suich gthah éha@hyienemcmmlmng gas

-IOr e Rird Ridchsr éH ﬁbmjfﬁe[’%‘é‘fgf%ﬂ:oﬁ' 6(9Hrln§t BN ah(ﬁcehc acid content

I cient vag | zation o cetic_aci
sat aF ROMOTD Pt WoKHG ai its SaluRiGTEREBH via the heat
exchangers arranged in parallel in the m ninmm

d C|rcula ion. In,this wa the _ e | ene 25.
B oS A HaUELG! FePyeRee qrlc SHA, PRI 8 hrsataration process
fat ab@drtamg\Motﬂhegmeénﬁbr&@ kbptaéppirbﬂrr@@?/rdﬂﬂmstant and fresh acetic
enper,at ur.es. and, at
i Boas MhESa G perRtintoh fsibB R the Sapiahen Semn in at
i nt eashesughs ast mewurd othadya dsufficiengscrabitgng effect is achieved.
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orti-ons boi |l ers ss| vel
con !

iEgations alpﬁ! ghtl"@oﬁxtgf@anpqlwgnrﬁr\q ngtmﬁ%@ acid d|scharged

- ci rﬁ@rhamqaplcﬁ the saurateh ¢efimm i fHéevinyll fcdt8RURcldiSs always
risk g%%eexcesswe fouling of the heat exchange

sur feR on the 35 heat exchangers in the m nimum
1%unped circul ation. In one advantageous way of

. Y O Lh
For b e Foa Rt 28 j6avHThe 355'or ind Suflyatlon kifimn afer
| nhamm mﬁe@eaatufamwu aeetic acisdis mdmixeth védtrodime amount of
perog{]yuce LebY feF ldd&%geﬁﬂyb%ﬂ?ﬂﬂg%ﬁhsﬂ'tﬁg operSfRf Barameters

intr VI a tom such
h'?/@f@Ffé“@BFﬁrﬁltW N@YbﬁgetaFﬁ FAHY- di scharged from t he

Qosaturatl on columm has an acetic acid content of from
30% t,at.its saturatlonplnt
aomaayite raving Snalisa Sy &8 PemRle, a schematic
sateambbdmrerﬂo@tfameﬂamcd:ofmmgveruizdrhe invention is
kept approxi mately constant and fresh acetic acid is

introduced in the rectification section of the :
satAecirdivg tedhagnmethodputineddn Hadie anthenpasstrebat leavmg the

255Uf\f1h)ﬂ'e?ﬂé'{ag§%'éﬁﬁirn9 v it isshi @ﬂ?'c%%% ln Ebé’éﬁJYx?ércuﬁént heat

ensur ed hat t he ampunt
di IFBARSR I AHF SERPaFaled éaﬂﬁ%ﬁr@i‘flr})v%é 'Kﬂioaa ligeid phase and

sermgatse@is phass aTHs ligeid pRase Sahestisiry cﬁ.@ie \hhﬂt aébtate is fed
o soBLA iAo gollh® O Rh YES healie i taken offat
coltbmtogin'datlﬁrm 7t lmedaisethan acirkedliupe byrfgetther known purification
30 methods which are not shown in Figure 1. From the bottom of the
distiliation column 6, recovered acetic acid containing high-boiling
impurities is fed via line 8 to the saturation column 11.

The gas stream taken off at the top of the separation vessel 4 is taken off -
35 vialine 9, admixed with fresh ethylene introduced via line 10 and heated in
the countercurrent heat exchanger 3 in which the gas mixture leaving the
vinyl acetate reactor 1 heats this gas stream to be recirculated via line 9a.
The ethylene-containing gas stream to be recirculated via line %a is
infroduced into the saturation column 11 via the bottom. Recovered acetic



.

fromthe top of the saturation colum in the vinyl

acetate reactor is always replaced. 15 The

et hyl ene-contai ni ng gas | eaving the top of the

saturation colum after havingpbeen saturated with

acetic acid, is adm xed with the anpunt of - oxygen

r equGi®gUPRIied WadingB theombined Yialling & withrtheteinimum pumped

- opergvcLiRBioRas bRl Sia MREOT A, he@t@ﬁefns al h%ai”éﬂ(léhanger 12 and
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by K&pVeye X%‘Eﬂe‘e c4odendpmof e %%af%wﬂt@mﬁm@g section 11a
met hﬁdh@fsdtbl%tlbﬁvﬁcbltmmtl11AﬁOq.Olﬁldh ftﬁetr@f:b'l?&e@leh@éﬁt acid flows in
he gas streaml e

tllne in _Fig ving the 5
B nypUaEspient dhctl dsendnn; RMVENRCHRALRY | 6y dfpam and
I n yaporipgsr current heat exchanger 3 and separ at ed
in a separation vessel 4 into a liquid phase and a
gaseous phase. The liquid phase conprising crude
vi nyh aatiether embodigwnt wif dhe inmethsd iafittbe andirdionl, lalitoropart of the

coI l,lgg;b\ﬁéréa g%m@ bgf‘a fYéé;ﬂWnea%%ﬁ fEé gfé‘ﬁrﬁ%@ §l$> anﬂ& r 8b’ (shown

: urt
1Q no@ﬁ tpf@kem |“@§t3) #ro3be matwation aeiunmn at & fﬂﬂd swawﬁeparate from

FI 9 nhininfUrR Purhisedelrb@atisy. Ihhhis éihﬁédal-deaﬁ'o@@h&ﬁhétﬂsd of the

6, recoyere acetlcald cont ai nj n in :
; npiMertia. %gefrseowrs | SeRDbR i Bsdal et e e geification
11. s@bitorga¥/ieinr emreadenedfdcatic adig ltsofédo}‘ntcb he countercurrent
sep k ek.4 1 ia lLine 9, . o
BB SHARPELIA o RAQIERIE ¢ setiBaliedpboysird asgtic acid into
1@ndth&mwﬁermrraﬂhetr¢mmgseatlmr'b‘ta heat exchanger 3 in
whi ch the gas m xture |eaving the vinyl acetate :

reactor 1 heats this gas streamto be recirculated
vi a Theneoupdercumest strphiag sechan al 18 iy agisined hyathet sectification

~ be &@@tidmmhataeqhwta | dfR@hiBR fiessh aéétrc%a@@mtmdo%ggg%a line 13

To shd & oughi R A G SR N i

2?\/: L Iasd:ehﬁiimg mtr{ﬁylemempwlnmglgwhﬂéammhi@hmbl efturdtéd with acetic
i g Ene U ek s SeB Rt T BRATL p i SREle FORERIE v tne
st r 1H$ agmixad indth atygen, whicthis suppliedtiisiine diS,mndlthen fed via
I n W ¢ha 16 tﬁ@@Wﬁ@Qta?é;F‘é 5‘Eorac' d flows in 5

- countercurrent to-the ascendi ng ethyl ene-containi ng
gas stream and vaporizes. In a further enbodi ment of

28 heTRBYHAR Rkeh S BOHRNBOEIM ¥l the @atRafidn BbIUMAE 11 is conveyed
via line 16 to a separation apparatus 17 in which a liquid substream is
separated off and pumped by means of the pump 18 via the line 17a to the
line 8a. In the line 8c, the streams from lines 17a and 8a are combined,
heated in the heat eXchanger 12 and subsequently introduced into the

30 saturation column 11 at the top of the cduntercurrent stripping section 11a.

If, in another embodiment of the invention, the recovered acetic acid is fed

to the saturation column 11 exclusively via the lines 8b and/or 8b’, only the

minimum pumped circulation supplied via line 17a is fed info the saturation
35  column via line 8c after passing through the heat exchanger 12.

To monitor the minimum pumped circulation in terms of safety, at least two
devices 19 for measuring throughputs, which are each based on different
instrumentation techniques, are installed in the minimum pumped



recovered acetic acid fromline 8 can be fed via

l'ines-8b and/or 8b" (shown 10 as broken lines) into

the saturation colum at a feed point separate from

t he m ni num punped circulation{ In this enbodi nent of

the nethod of the invention, the recovered acetic

aci Br¢Waliual |y fed into the rectification section.

When t he recovered acetic acid is fed into the

cou erc I ng_section a, it is _ )
v ThErer Jaui SybsREAT ceBBiash hudet sevaeation apparatus 17 is
t hedisehargetiovia linat! 7Bt€fﬂd?mm@<£8ﬁlﬁlbl ol thla thin filke eva orator 20 in
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whi r ubbed
fr oﬁ& ﬁik%g é%@%%gﬁﬁgbé?qﬁﬁene éhk%§$H§A@eb 5 stream
which is saturated with acetic aC|d The gas which
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line 14 |s adm xed
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i neePRsately 205 Eig: 0 o‘?PrBBﬁ%S? ﬂ'ﬂ?“i?t?‘ﬁnS%H‘?%tl?rh process being
| i gotegrigibdt reami s separated of f and punped by

- means of the punp 18 via the line 17a to the line
8a. In the line 8c, the streans fromlines 17a and 8a

15ar dFerosaferapgratioreaf 8 vinyt aecthteateasiionasificieasatoation of the
subggg etqaié Wi agbfie Gad tras! e R0 chalieatiing 8 %émé\/ed by

11 at .t the countercurrent stripping_sec

1 1rgaintgiping » MIREDWEr PURBBAICTEHItER Whieh |‘3nm§>fﬁ‘ﬂfptﬁﬂ in terms of
t hesgfeyovered acetic acid is fed to the saturation
colum 11 exclusively via the lines 8b and/or 8b',
only the m nimum punped circul ation supplied via
line 17a is fed into the saturation 35 columm via
line 8c after passing through the heat exchanger 12.
To nonitor the m ni num punped circulation in terns of
safety, at least two devices 19 for measuring

t hroughputs, which are each based on different

i nstrunentation techniques, are installed in the .

m ni mum punped 11 circulation. The other |iquid
substream obtained in the separation apparatus 17 is
di scharged via line 17b and, for exanple, fed to a
thin filmevaporator 20 in 5 which the stream 21
taken off at the top, which conprises acetic acid, is
conbined with the recovered acetic acid supplied via
line 8 while the high-



boi ling residue is discharged fromthe process via
line 22. In addition, at |east one further paralle
heat exchanger 12a (shown as a 10 broken line) is
installed in the m ni mum punpegscircul ation. The heat
exchangers are preferably operated alternately and

can be renoved separately faéa2 ani ng purposes

Wit hout the saturation process being interrupted. 15.

For ,safe .0 tion of the vin acet at.e reaction,

St fr ol oA RidiRo & Sty M eaS EEhBigh Sigeennith acetic acid
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i ntaini tion i C
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met hod otokmmruimtwhigh exthylerereontaining rgasy feghsre sianithdr bottom is
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dw sat ur at ed wth acetic aci d
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a colRf 'é'P%UP‘P swactionandydresh geetic @eidig =atroduced into the
rectifi caédtmeaﬁ@ctseaﬂo@rmwd hige riReAY aak6h asfetfiotn BE1 Eolumn is

is introdqu th ountercyrrent . s
Sect §on_ dhtidest ink B Sh<iANs Bl obE LudhraRNis impedback into
acet i c athed cofunmmt wibld Uoaidteraneet b‘éa meiairdimc gimpad circulation

section P&{L [IepefoL bﬂﬁ 'cfén’i @%?atfg wtlr\ %%LE?F W;hgsssubstream

di vi ded ] reans and one
1%Hunped bheigi mapitoretk it deume ofi safehniande baingehested in a heat

m ni mum g ?'a'i‘r%HbéB 'tr?Par&"ll@ﬂHi éﬁﬁaét%negi‘é%b%@%gexchanger

saturation wth acetic ac S substre
bei ng mobeios? gntaring the eeluppn. s%l”fcla"t"sﬁ’ ofher pehsipane s discharged.

in a heat exchanger arranged in parallel to at | east

one,furt heat exc n ef ore nter

ool B | Lfin riog HcrRBHELn S 1 wRarERIE pealesshangers are
20The net hoperasedblemeately.n cl ai m 1, vvherel n the heat

exchangers are 20 operated alternately. 3. The

met hod as claimed in claiml or 2, wherein the

m nd.nmum Thenpethas esutlaimesd insclaim| dagt 2 hwleerein s, minimum

prefer abﬂ)dmééa ed?rdiﬂaﬂ%% is dtBadTHtBE tRhed SHRYSEEN seven times,
acetic acid I ntroduced 3
the amount of recovered acetic acid introduced.
25
4, The method as claimed in one or more of claims 1 to 3, wherein the
minimum pumped circulation is introduced in the upper part of the

countercurrent stripping section.

30 5. The method as claimed in claim 4, wherein the minimum pumped
circulation is introduced at the top of the countercurrent stripping
section.

6. The method as claimed in one or more of claims 1 to 5, wherein the
35 minimum pumped circulation is combined with the total amount or
part of the recovered acetic acid before it is introduced into the

column.

7. The method as claimed in one or more of claims 1 to 6, wherein



4. The method as clained in one or nore of clains 1

to 3, wherein the mninmm punped circulation is

i ntroduced in the upper part of the countercurrent
stripping section. 30 5. The mgihod as clained in

claim4, rein the mnium puppe circulation is

i nt r oducHgs gtacﬁ% 249 '6fmtl"?|‘$-"§%5gﬁ\ grecupia@t'npagt prefpiatdy at the
secti on. tdp, oftiee redtifiogtiGssedtwned i n one or nore of

claims 1 to 5 wherein the 35 mninmm punped

circulation is conbined wwth the total anount or

par 8. of The methodezsedaimoed irconeiod nluﬁéQ)"fQ:!altnslﬁtOT whereln the
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acetic a@ﬁ@itrﬁscohimnduced in the upper part,

preferably at the top, of the rectification section.

8. The nethod as clainmed in one or nore of clainms 1

to 9, whéheimethpd assclanednin pse curmprgupiedaiss 4 tor&ywherein at
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The net ho ﬁ?al med” 1 h one Or nor

Qo 8, whigra SRUNtETGETENT iSYiRRIRE tSeslion and at least five,
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| ocat ed 0 rcurrent stripping section an
at | east'JeF {}%a%"ﬁ' %?Ciﬁgbl y at |east eight,
rectification trays are located in the rectification
secid on. t Cl aj
cl ajlmrrs TH&nbe-{ﬁ%grg e&%ﬂ'{eﬁj:m érgé wel é)ﬁ%] ofgﬁrgs Jf Sﬁétvoherem the
154i schar geeightfiior ekifhe dischergedimthsteamaln the substream which is
recir CU'r@b?&hlé@eu‘ hy Nihai HRRURPe ul Sji
1:10- 20, pr ef er ab {% 1. 13-16. 11, Su{ﬁgé& tcﬁkﬂé’gﬂ(’ﬁ s 1:10-20,
cIairredF?ﬁ LAY HT8Be of claims 1 to 10, wherein 20
aceti c acid in the formof fresh acetic acid,
ver ace and, . m ni_ mum punp Gi rcul ation
e S 35, fa e 1 e SleirBR Ch el 16 107 Wherein
20et hyI eneiwbntaaldwlmgeg‘asn of frieshdicetd aside heddvated A€stic acid and
et hyl en ed from
col urm RrA R 878RSh I fechiy AR a8y e ungyeiont of
by wei gfthe agthyleneseanipining rogsoiintrodu@ed such that the ethylene-
containing gas mixture discharged from the column has an acetic
acid content of from 10 to 30% by weight at its saturation point.
25 '



