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| SOMET joZ 3t HoPB GRIA VR éthlon aluMMa cathiPt iRl hditfoR$1NE uSddO8g. a teﬁperstmeﬁﬁh earrsé & at
“which a Supstaoid, plefdhdiyl 80 & 220 - 0VKprésBirBd 61 30048QB0Y 85 HE@.0F b 1032 MPd Brefatably 30
fracti on ssett1,d00 pifte E@1a589 MPRRG), 4 Bydrddbb G &8 bl 5p0 roemroumscﬁbbaro ot 1078 WRXEer
for recy,mpr fedd)préfyrpiily 8000yto SOBNSERbLI @TE toriBINESH, Me? Rbd)QRd 8 flow LBlRitofl0.25
product i an 16 Vvihe, paqderatsly i oo 4 AVrOMighier [tednpetaiired fmay e veipkiyedif ipesegirdsdn becesy oft he
pr oductsi 509 psi (10/3¢ MPR) araussed. bofpmchelight mresswesomaybot e piggtidaliel s. The anmount  of
~wax pr esent Therjotallisomeiiate carba traated tuhder theseemilsirconditionsin [aysepsrata, detlidated gnihey the TLP
“signifi cédmm thevjseraerizalian reactorieancbr cstorddi in yanksige @hrbsubpaquantly péssedybioughaibe aforemei-c h
‘can be adifeghiwmeriapin| reactor under seid milkconditinns- thas) been ieindin herunassessary e irslionpte
pregent &R ¥y stzge pragusherios ko thip nild spqopq sfagsrtreptmantjBubiecling thegwtiglepmduct iy bisyidyne
of wax3 ‘F°“d es‘"’? m RrodyeRg an gil pradugt "FPéPPé'P?"aﬁ“Eseﬁ'&HHfaF‘f?Qa"B? B dening ielfs @s

poi nt. usipg % D }P bl gl i Vg’ﬁfﬁ’ﬁﬁm&)ﬂ R R e Ser ok <

of wax convers %0, “'ho eredforcom%a" {Fo" produce | ar ger quantltles of . fuels.
Follo i zation the isonerate is fractionated into a | ubes cut and
fuel sv%u%ubes cut being 40 identified as that fraction boiling in
the [err]esmnge, preferably the 370 C range. This lubes fraction I's then
dewaxed t©o a pour point of about [err] or lower. Dewaxing is acconplished
by techni queasheBliowing RME Metisomdfte! vRE 48d ion® Sladk a0 Bbtdied &4l stleekt dewekiita 600NTolle
process aihe slack vizik A€ Mydrotreat@dveiito tdhbrBordidl € atilyst HDBIEBOwakilyst 3t 350 ©F,aloaiv/bro1,5doe

| Somer i z &8AFbhl, HN{0t267 ik Hi/litereedf, @000ewhi (618094 MPH)iHs andcavgiCKFeB40/a34D £C, 10/ \Whre tiotno

t he mai n psa®.88% MEa)/GE00 SORMLING.2f7am? Beliiter feesi) givliding28Ippatem thydregrocessed wax. These
renove arhydioiasted waxesihad elscoplente ranging fiemi 2titeldpereent.ASifur sanbinge frem 3 i chirmlodnde nt
coul d be niteogenigieritledm}t o t he i sonerization catalyst. Alternatively, a
separ a¥e st filiand of d%hweotra@%webfeeémeoe?ﬁqdaw'ﬁeﬂat@@mﬂwgdegoﬂwrﬂ caialystst her
cont am naRfitdycedimthe follgwing weXse t he unconverted wax is recycled to the

I sqmer i z%t | En reactor. Solvent dewaxing is utilized and enpl oys typical

dewaxi ng ts such as C3 to C6 ketones (e g. net hyI et hyI ket one,

met hyl | I SObUt suxteentt n% I &17? ﬂzl(l'Pl u(l; ?c?ne |§u9rt Iuﬂ\ %e? £|pe(an|§on( %19
tol uene) 'co %fﬁl t' OQded
nor mal | y f&w&%@ﬁﬁén@ % 950G 4 é&\sﬁmn%eror or 48 hdirs
propane, YhBok tentPerstuld €85 sul ria tﬁn w§§he Mtﬁ Lioldl ROREHAD Mdefie®@bt - 25

to [err].apdhic2pseineidibh %@'15%&:’3%3 %&e& leBtally$t QBhe hidritld) Bhent WasC 7.2 [wight
condi t ksONgbrdeft. Gatdljsk i WaLackbatdiTakKbtvbsperlc4dsSifg inUHseE fchbwsahdaBriiafmArosth GripBratuide
range - 2634 clie4 hdurs, fold sth3e3°C ehewudewaxi ng i somerate nade from a m crowax,
e.g. Bright Stock slack wax, it has been found to be preferred that the
fraction Gdalyshe | sonerate 55 which is dewaxed is the "broad heart cut™
‘identified as the fraction boiling between 300 to [err], preferably 370 to
[err].sThe Meiaiegtaliedtvwas meopared osingi-Ber M (KiGninet reslcingsh platinimby @lurpipac exjgdatesey
can al so ditained from | acepmmeriesh suppliss b oxtedpten cantgined 0.8 wite pigtingn g 193 (shioze. Tee
desi ri ng ekl faadederudateryas Huosidert ysing prioyolumggucess of TH&uTtTacpaupoys ST BY irmersion fore
5.6 to 5 1§ hesspt/abeutt £5° G 3 @s'&twsmatfﬂzi W& ppshed vithea 2 folg axeess Ky Q #1d djpdyetabaut 19y er
| ow hydr o vequumor 8 brsalizravhich f s hegied at 400 Lin afy e 3 haiyrg, Iheyfheater] matsrigh Satalyst 500
to 5008 SCF/bbl, [err], (0.089 to 0.89 [err] /liter feed preferably 2000 to
4000 SCF/ bbl , [err], '



(0.356 to 0.712 [err] /liter feed) nost preferably 2000 to 3000 SCF/ bbl,

[err] (0.356 to 0.534 [err] /liter feed). 5 It has al so been found that
-prior to fractionation of the i gpes2atde2BIt 0 vari ous cuts and dewaxi ng said
cuts the total liquid product (TLP) fromthe isonerization unit can be

advant ageously treated in a second stage at mld conditions using the

i sogrer i aes Ghlﬁr@attalwwa"onmtsi"ﬂg“? agiped IGAEgEPhric presgyre iz heatingarem yoom ¢ o
réduce PREeratyrel togHB Ef inddi: and helding 8t 343° ¢ e2 hSonerate and thus yield an oil of
“inproved daylight stability. In that enbodinment the total isonmerate is
passed over a charge of the isonefalrbei Dn catal yst or ‘over just 10 a noble

G oug VI | al .on alumna catalyst. MIldyconditions are Jised, e.g. a
tenperatuéﬁ%e—:—a-ﬁge—e-f 170..to 270—6,—§+-ef-e-|—ably 18-9—(-%_'—[-eﬂ], at
pressur escatal@ett propedEypsi H2 (2.07_to 10.34 MPa), preferably 500 to
1,000 psi [er ) 0 6.89 MPa [err]), r0gen gas f 500 to
10,08(9 SCF/géﬁh(g%O%g 0 1.78 [err] [err]/ﬁi'taé(ri#)eed), prqa’faéa ly 1,000 to
5,000 SCF/ bHydcate7revel® 89 [err] /liter6feed) and a fI%w vel ocity of 0.25
to 10 V/V/h p l gk to 4 VIV/hr. Hegher tenperat s may be enpl oyed
if pressure aitn&g%? SS (of 15 1,500 psi I—%g 34 MPa) areLgudseed, but such high
pressures nBywh8t (balklactical. The totaV.Rsomerate can bk-2reated under
theses mld gopdiat i(grgﬁ:tiﬁé separate, dedpcgiged unit or tde TLP fromthe
i sonerization reactor can be-stored in tankage and subsequently passed
t hr ough t isomf Soaddtiansned i sonerization reactor under said nild
condi tions. Tbhggqgtlw- de@und to be unnegggsary to fracyignate the first

r

st dge product ior to tims mld seco St Leat men upj ing the
whgﬁ‘@o pr odu@resgure (PH) R 20 secondrdjt'%@qgf at ment é%&gé@’cén oi |
product whi ¢RsPqR ApEqUEN féac,ti nati og.a% dewaxi ng ¢L48ds a base oil
exhibiting a high [ evel  of ™Ay fe=d bili§y and oxidGi tq,;p'lity. The
i nventi on weRSp&aRe 1 (FCEARRY Haly by(gé]ogln #%eito the bﬁlm exanpl es
whi ngei t pak AFVOTM rfe the invention or are offered for conparison

pur poses. 25 EXAMPLES Exar -1 1n the fqglJ)Jqwi ng runs t { sonerate was
made fronYdPdSk (ke HIRY ﬁggégy sol vent dg\ia’gi ng a 600N %f'l? 30 The sl ack
wax was hydrotreated over two commercial catal yst: HDN-30 catal yst at
[err], 1. r, 1,500 SCE/bbl, [err] (0264 [err] /litgr feed), 1,000 psi
(6.895 Wgy\éyglarﬁ?%%‘?ﬁigmo at [err], 0% X/ vihr, ‘1,0@%’%& (6. 895 MPa)
1,500 SCF/ kit (0.ctb7f¢edy] /liter feed), yielding 98 percent hydroprocessed
wax. These hydrotreated waxes had oil contents ranging from 21 to 23

percent, sulfur ranging from3 to 10 (ppm, and nitrogen of [érr] 1 (ppm.
35 - A blgfwkonfactivayilont reat ed wax feed was contacted with platiumon

fluorssded ,gl um na ,c S d d f k rebat st 1 40
One si xt eé‘%t# |Qschb%1f%§§é ﬁﬁ%%cgﬁgi ﬁgg%ﬁ i%érﬂe%{rlrg] %ﬁ&ﬁﬁaggt rudat es
wer e obt aiguta¥ystn 2 hiscthecrsame sspfiaercasakyatnd @% ki B8 percent
pl ati num agnd 1 r t l.ord : The et | Qe r t hen
f-I'u%?/inded ?ﬂggg:@ﬁ;oﬁ:ﬁ glxégggéng 1?8 ‘S%afcent aaﬁggug?ﬁFqgﬁn%mrsi on for
16 hofirs adf gebitenont espefaae e fluwax ipe Thevieks| tPFQvided i &hehen washed
with 2-fol 0 i [ .in vacuum for 16 hours was
desi gnat eagé%gfigtbg.s ;ggéf:ﬁgggﬁggt clg’%;éﬁ %217 2 wei ght 45 percent.
Catal yst 1 was activated at atnospheric pressure in H2 as follows: heating
f rom Loai bLAyBREaicE beiwbdh dafyStl1 dnB céald?tiwas thBdathlyati2 Ha8lbbdn Heatbd @ diraitia00°C
Cat al yStior2y §OThis treatrhdnb reediodliny S fodUdlion BIf the) Yot le@dl Rgabbuto68/ Batslyst (i Jodsessediah)
cal ci neghy@hid idvél iiTecedsIof 662 |abBanR seed in Takad €Batafat 2pioduded 4 bighen yield wheit biottied in
suppl i ertne 37D €C € Xdnhelsdomparediiia yisidobBirgd wting qatalystitnum and 1% chl ori ne. The
met-al- | oaded extrudate was fluorided using 5:1 volune excess of 11.6 wt%
aqueodss Exdmpy2i nmersion for 16 hrs at about [err]. The resulting materi al
was washed with a 2 fold excess H20 and dried at about 120 [err] in vacuum
for 16 hr sinahis dixarie 8l tiveroteted fI9BN slaclawayed & et Rigvjously, desgrifed jp Sxampip1.
heat-ed rﬁg{lcyqiggﬁome@ﬁqﬂ iygq uptigw gnce-through mode of operation, the isomerate was:fractionated into a
' 370°C (lube fraction). R
.55 Dewaxed oil yields were determined using the ASTM Test D-3235 on the 370°C  fraction. The results
shown in Table Hl illustrate that the NH.F/HF treated catalysts exhibit good dewaxed oil yields provided
surface fluorine is low, the hydrogen activation procedure is not protracted and the hydrate levels are within

the previously recited desirable range. -




 EP 0_321 302 Bl 2 was charged to a snmall pilot unit and activated in
at nospheric pressure [err] by heating from roomtenperature to 343 Cin 4
‘hrs, and-.holding at 343 C for 2 hgpo33abtzBi Cat al yst -

1. 2 Catal yst Property N A by XPS*
-0.0012 0. 0013 Hydrate Level *
66.° A series of catalysts; WasCprepatidaysing NH:F/HF by soaking commercial 1/16 inch (1.5375 mm) 5§Q

BONE wt %ocglpipgdcalumina extrudates containing 0.6 weight percent platinum7ang about 1.0 percent chlorine with a
7.2 15  solution o NilsFilJF( Reniipg @ ol )of about 4. The soaked material was washed, then drigd gng heated (as

*x | som dicated inotakle ik Flyering comtent félk d surface), surface nitrogen to aluminum ratio (N/Al bys)ﬁ),

315 2085 hydrate lgvel and acti ign. procegses Tr% gjven in the Table . Only Catag}ls aeq&%wg have low
(995)- 6. ggriact ﬂg\r}n gonge tions (i.e. <2% fluorine at the surface of the form bgrhc dre, und tcf be

0. 45 Gas ? ;[atgy Sﬁ ‘o h ﬁ& tl)e ‘Iog]p?r'so? tﬂysts have hj C{Iu 5\9 levels. Comparison

. Cataly: whiC a iVateciove ver, I?né%p riod of time, an was Judged initially (before

(5, 000) [ %ﬁ I i:;z the urﬁ@szg %%{9 the th &'ifie i \ygtﬂoé)sg&e uofitfy/did not exhibit good selectivity.
47.1 1./ [err]|- conversion

36. 1 18.7 30 (w.%on feed) *after activation 35 **It is
‘believed that the surface fluorine content of catalyst 2 is the same as for
catalyst 1 as it has been found that heating in air normally has little 40
~effect on surface fluorine |levels provided the catalyst was fluorided at
low pHs(<4). 45 The only difference between catalyst 1 and catal yst 2 was
t hat catal yst 2 had been heated in air at [err] for 1 hr. This treatnent
resulted in a reduction of the hydrate | evel to about 60. Catalyst 1
possessed a hydrate | evel in excess of 60. As can be seen in Table 1

catal yst 2 produced a higher yield of oil boiling in the 370 C + range as
conpar®d to the yield obtained using catalyst 1. 50 Exanple 2 In this
Exanpl e the hydrotreated 600N slack wax feed is that previously described
‘in Exanple 1. Follow ng isonerization in an upflow once-through node of
operation, the isonerate was fractionated into a [err] (lube fraction). 55
Dewaxed oil yields were determ ned using the ASTM Test D-3235 on the 370 C
fracti®n. The results shown in Table Il illustrate that the [err]/HF
treated catal ysts exhibit good dewaxed oil yields provided surface fluorine
is lTow, the hydrogen activation procedure is not protracted and the hydrate
| evels are within the previously recited desirable range. 6 EP 0 321 302

Bl 4
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.45



-A'series of catalysts was prepared using NHAF/ HF by soaki ng conmerci al 1/16.
~inch (1.5375 mm calcined alum na extrudates containing 0.6 wei ght percent
plati num and about 1.0 percent ghlopm2ime2with a solution of [err]/HF having
. a pH of about 4. The soaked material was washed, then dried and heated (as -
_indicated in Table 11). Fluorine content (bulk and surface), surface
ni-t hQgee theliesd thei severe @etivation (chiiditionsotp beP@prongible o rseipsequentlyeincraasing et sufagel on
" pr oceduiverinedavel thesebyinaiing selectivity- Tabl e |1. Only Catal ysts 3 and 4 which have
l.ow surface fluorine concentrations (i.e. <2%fluorine at the surface of
‘the fornmed particle) are found to be adequately sel ective. Each ef the
conpdri son aatjal ysts have hi gh surface fluorine |evels. Conpari sg)n Cat al yst
3. whi ch vvaswa tlwateﬁ over a very Iong pe'ﬁl odacﬁ'btl me, and whi cf¥was j udged

Sinitially ( f be%hargln tothe un| :d@-?-hfnt'he Scope & the
‘invention s %y dt d° hotS ethBl tmgcg_pl ;s; Igeet« Vi tvy a0 15 2%) 25 30 35
40 .45 50 55 321 302 B1 W believe Th esdevere activatiom

. condl‘h ons to be respon5| bl e for subsequently et easi ng the sursace
fl'uorine | egel| thereby igpairing selectlvb-ty [err] 10 55 8 0 321 302

Bl Cainms 13 A réet hol} f o produci ng | ube il lmg stocks Qr bl eneli ng stocks
~from waxy fega,qoc@mxgg ng the step Ameompachit@ahe fdedawi th a~
. wax-ipsoneri Zat Qo @& yst und®r i Sohel z& i Bn @i tiWnsT wheredn the said
5 cataly dfprises a hydrogenation netal -l ggtjed fluorided a}jum na or
mat eri al contal ni ng-al um na catal yst and which catalyst, as intrgduced to

vvaxy feed, i$ Erﬁcterl zed by possessing (1) hydrate | evel ofg60 or |ess

6

determ ndd pse Bhegrel & ive anount of h represent ed by a...peak in
the ray digf| &8 ( XR® patterﬁ' atc[eﬁﬁr] :&268 Q. 586 nm &/nen a
hydrate | ev “I®5cor PR on S te:'fh'ew [@r,r 45%6A @0 66 nm ®peak

hei .ght exhi 1§ t £ Ehe XRD by“a standard mater® constituting B. 6 wt % Pt
10 ~on 15 /g gamma- al um na contalnlng72=y Y% f 1l uori ne vvhePelnthe
fl uorine has been deposited using an aqueous sol ution contalnlngoa hi gh
concéﬁtratl f o HF nd ghe material drieg at Jg] for 16 hoursE (2) a
surface n|tr con ent Al ratie of 0.1 org ,658 as=ide®er mi ne& by X-ray
~photo el ectr ﬁg'gecgpo-sc@pye (8) aJutig f oa'?l Su¥nceltrti on ok between
from2 to 10g am:lu-ﬂ) a syrface fludtimé Con®tration defined as the

.armury, of fIQJo |ne present in a layer between t&#&surface of theg@catalyst
to-
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15.  .a depth of about 1/100 inch (0.254 M) of T&ss than about 3 wt %
prow .ded that the.surface fluoride concentration i ul k
“fluoride. concentration. 2. The nmgph@geiodoe@ri m 1 éﬂlgﬂﬂﬂ“lm Immw :
_ po“ssesses a hydrate level of frombetween 10 to 60.* 3t The yret*hod of

~claim1 or claim2 wherein the catal yst possesses a surface nitrogen

content Mamhs ratio of 0.007 or less. 4. The nethod of any one of clains 1

t 03 wherein the catal yst possesses a surface fluorine content of Iess than
about 1 tt 9 methey for prediiging lybsoitpase %?%‘ OfZHS"S'ng ﬂ°?'féffﬂwa’8(§9qdr?°@P et “‘%
mma

“wher-ei n t hecontagtigo gwifegdynith al"&"""??&@@"z V%(E'B‘éeé isprRgIERYPD 8{5

“hydr ogenat i ‘@H‘Vﬁ*e?%lp"i?ﬁ aaﬁydé‘fgﬁ?ﬁ"'?fh '31"? or tes' £ e s ” n %'% rate

- rretal-loade‘atay % db orine
sour ce- sol u| fe"zgeé’ éé’e %‘1 e, f y E

: about 8 w9 nm) :% % adr i tﬂé‘ﬁ@%%por t
at-.at errper t 2 mma -al rﬁ.hé{‘é ning 6Iu$rﬂe Klﬁerré thb 'ﬂuoﬁhJ has @Qen deposited using
oxygen- cont ﬁ\' faiting & rhlgﬁ1 Q:oﬁc@ﬂfa{uonat;f TS $HA Ghe miatBriah ARG at 35H:CC!FoB 16T

~less. 6. Thg .f o Ri r@gbﬁfbé’m IRARIallo 5081 Tok WS b \@terRitédCIsy X%-Aly phite Bledtdn an
‘aqueous 50' %&t&gcoﬂ @)% Bulk fubine corRenfratiof of BEnARA ram 210 16 Wik Bt (@) 4 surfdeovilia@nei N

the said cai@leifition SeriBAR thyanfouRioPflfife drebeflin/d g Betweea itiiei sgach bithe catalyst to
hydr oggnat i §Begiebiedbo@ /100 ingh (58 amH @A teas tia GooRLIP S brovida that Niengiriacai fioride
met al - | oadegbndap4ion fs,lesé ihawthb Bilkfiuclide @ncvetratibn. | oaded support using a fluorine
- source solution having a pH of less than 3.5 to a bulk fluorine | evel of
about 10 2wt Peeotnetiodstciamd wiergin iy/caliastippegosses aihydratedpviebié ffombetyen| 184218 suppor t
'at\g/tenperature bet ween from 350 to 450 Cin air, an oxygen-containi nlg
at oS plaede, Theyroetangeoh claim taer clajie whergn the cata‘vﬁﬁgﬁ?ﬁs,?sea sugfaceTiieoR-toRe N '8P ai m
7 wherein t#f@.00T oidessne source sol ution is an aqueous solution of HF. 9. The

nmethod of claim7 or claim8 wherein the fluorided rretal-loa S
dri ed/ hedt efhespethpdef any one; ¢f @Fa‘t‘g? @f’\/ﬁéeeﬁa?ﬁ"iﬁg?ﬂs?ﬁfs oTerr Tormig&)npeﬁ;&
net hod_of alfs® OB 1011 4 'ToB" 8 WhEr ei n the al uni na- contai ning support

s, orfc ARICE reif the s s coss thvbl Ssitfl
f abr | cat I%SEA fa?c%r mgf stﬂj‘!aa%n);uwﬁe 9' Bgé{gm’ qﬁzppg'ﬂ%ﬁgﬁéﬂ%ﬁ[ﬁgr%bfdfg une

charge par aﬂ |d H 'tfab rﬁmg%o&l@e é&uﬁ&n £8 PR} 854845 B £HM lrirdY EC
un cat al yseq s bb%%“"@ Ibé%na QinfiigBatingl 84k fisdAdedGRdidiHobded 3Gpport at a temperature

d' i songyr i SapiébnomaBe b ec 'n%%'oxx?@ﬂb&ntaﬁ&b&{mbswdfe & @Yot Bthosphere art abbytse ur
66 - a bapgydorddssim ne fluorne ou une mati bre contenant de |'al um ne

fluoree charg~e d'un netal d'hydrogenation et |equel catalyseur, introduit
dans | a ahargem@nsdedt bibin Cuireinasd fluodeaodrée sofiliondnarcauepus sdlutippgf NEWEHE.1) une
teneur en hydrate de 60 ou noins, definie comme |a quantit6 relative

d' hydr &t e7.r apnaisers irecipas 10n4 pharelui theGhaid getaivitis roRsle iy fafprcaeqsll'ayﬁ'vmgepp%\‘y'sﬂse X
(XRD) a 29 hydiogetationf eBb@ anngluntina-conthining BHpPerth Sal¢iningetsid ff}?éﬂd

correspond Agidl anetpizigadsd rsuphert pising @fluxing) squroe solutign GG’NQ *Dg an 3 5 t° a b:'“‘

d' upe, subst Aunriee é@b’%il%ﬁb%l’r%dﬂ*"@aﬂﬁt'esa aB“/od@HggEﬁ"EPs ssigh flygrided, petay; aded af AP e 2
ganma a 150 twgg&ﬁﬁv@ﬁ&mm 3909430 Cjf) pify a1 QY99 QBN PIMESRP A Argden Ch Aot s

au noy&h d' §®R8ut i on aqueuse contenant une forte concentration d HF et

Ia substa nd ort de la
Fenburme UL P T w5kl S G 3P sdtooss st B EECT . i e

par spectg 0528: ofhofl S BART PBI i & WAEKSIn the flioritled el Q1A WlbPoR i @Mbaieitibica de

fluor tre &v@g“ RO 985 B uogd-¢) une concentration superficielle de

fl uor f| ni e com‘re a quantite de fluor presente dans une couche entre |a
surface dyp, cib aﬁem%ew aff oféN@ dhirk sl @ Uheidinay itimine-dohtaBlig sokEpof de e cgrikrisds4
nn), inferi gdmmadu@igl ron 3% en poids, sous réserve que |a -concentration
superficielle de fluorure soit inferieurea |a concentration gl obal e de

s0 Revendications :

1. Un procédé de fabrication d'huiles de base ou de mélanges pour lubrifiants é partir d'une charge
paraffinique comprenant |'étape de mise en contact de la charge avec un catalyseur d'isomérisation de
cires dans des conditions d'isomérisation,procédédans lequel ledit catalyseur comprend un catalyseur

56 4 base d'alumine fluorée ou d'une matidre contenant de I'alumine fluorée chargée d'un métal
d'hydrogénation et lequel catalyseur, introduit dans la charge paraffinique, est caractérisé en ce qu'il
posséde (1) une teneur en hydrate de 60 ou moins, définie comme la quantlté relative d'hydrate
représentés par un pic du diagramme de diffraction des rayons X (XRD) & 20 = 5,66A (0,566 nm)
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*-10- fluorure. 2. Procede selon la revendication 1 d
cat al yseur possede une teneur ‘en hydrate de 10 a 60. ﬂmﬁﬁg ﬂ““‘ﬁn | a
revendi cation 1.ou |a revendi caEP@BA 30213 | equel | * "possede un.
rapport de 15 | a teneur superficielle en azote NNA de 0,007 ou noi ns
‘4. Procd6 selon |'une quel conque des revendications 1 a 3 dans, Ieguel e
catal, yseuﬂOf&}SBQ@UQ@UmVéWF'@Wé’GrW%ﬂigé?PPM:? 81 higous de pic g XRP ﬁf?@r'r éﬁ?‘b(o %Pﬂ})i ron 1
% eiT poi d&'ungaubstance étalep &9mRONIANG 08 c?nzv%'% e Falygine gamrf-'fr &\'é?
revendi cat/i2%nan ppidg da figps qU g flé'a’u?e?téfj 54 auc'a?vav ?@'“@%}1 "° “e
procede c&pRSpdialing d'hiF Efelgé %

! L

C

he 4P
cont énant t‘ﬂ'@“’ls“ ’flfﬂ?l'% W‘;?SZ‘)‘ Q? a?f e@ ?EZ "Lért{) iiﬁ ot ?‘7 ] uorer
| edit sup B?St Eﬁ deqn QUG8 s lpor a

un. pH de 3 rﬂﬁie f fn;n comme uan t férwu e rSQ’D &&n
poids ou ;ﬂti seur gé: t% t‘aﬁﬁﬁ% érﬁt{le @ hIEOI'Lﬁ Qﬂ%f@ne %rlsgong&trﬁ%ﬁﬁ Blobdid o e &

une Lenper ge et C pendant environ 3 heures ou noins
_ tair, Jans une at m)sphbre contenant de |’ oxygbne ou dans une atnosphere
l ner te. 2.6 PriRB@CRER laBehdicatich T BMEREUSFIB Citslysed pdsudde Une Gunelr ch aydad dd iconeade
.source de fluor est une solution aqueuse de NH4 F/HF. 30 7. Procede selon

| es revgndirsadd LA lalre@ndicatlont ol Ia Gaverdickiing i2tdacslbquiolis eatalyses pogsédedunirappprade un
-procagle Cmi\éiutalpbrﬂoﬁelldepmwl\leielﬁiﬂoabu rdirey dr ogenat i on sur un support
contenant de |'alumne, A calciner ledit support charge de netal, & fluorer
| edi-t  s&pRoacEdécieten feneciselcantieel dos revendications]! 3 A dansddauel ilepetalygeus paspida upRsteRUor o
“un pH i nf eupedisiolieerGlugr ipférivgyrg'atpnyiven 1tecandgids, grrspsdnférienrs 40,57 p RPidEnyi r on 10% en

poiids ou noins et a 35 secher/chauffer ledit su port char e de
fluore & (Rrectddpglry lap upvendinatigns 13Bcf dins eqyols '9@ %‘ﬁ'ysa l Pﬁgg‘i)
cont enant cgesistanby gﬂ?ﬁ% e H‘ﬁﬁ'sd '?)’H@%(WPB?E‘P\% a 3

at m)spheré”P B chaxt ‘ dep ,',éeé’lt ‘r'PpP'?i o)

Bocead s ARDy By sl e

supp %@"?gheu t al " uoér ést s t?'cﬁ’rﬂ & une terrp rature entre
375 et 42 "Proc6d4 selon Iune quel conque des revendications 1 a 9
dans | eguedsfis SHRARDIeben@iRslios 1 BaHs 1ddGol la sBhutibNide Boupstl de@or GEHTRS Suhdionlgublsakieini ne
ganma. Pat,@,m:,@pspr Uche 50 1. Verfahren zur Herstellung von

Schrriggr 61 basi sei nsat znateri al i en oder -m schungsei nsatzmateri al i en aus
paraf f i Rhabbdsge Boib RS ab@hmiatoisal 2 bebnsdlequetgit Eatalpsatrz ent tpexdiib paruwnt procéds

| SOMeri si edohsigmb B dispgerie) étanid'bydedigéretionPar avf Supporscontendnt dee Faluminek & tcalfines dadisr

kont akt i erduppirtratiargél de méial 2 luorertleditysdpriod ichargéode mésalI3didide diyne sdiufien de saufce €8

Al uni ni unoficoch ot infirieuTiArSLinon’? dne tefieus gloheigeen finerickenyirgh 109 B ARIESQYTBRIRS ot 2

‘Kat alagsat oschenthaliifer ledibsupperbchaiod de métalliyerd A uag tempdralyre e 5&%@&&%%?1

zugef Unrt W@Osﬂﬁmﬁnﬂgbﬂ%mtgé% HpRstunp gimosphr dlydrpgene gdans ugg pimosphere

Hydr at ni velg®rtevon 60 oder weniger, wie bestimt als die relative :
Hydkax rrenge wel che durch eanen Peak i nt genbeu l.a _bea 2
9 =0,5686 ﬁ?ef’é selen ﬁ)’eVPWE%‘Jn‘?ﬁ"éf"ﬁuﬁ' i’t i % s°8’°?1g?£‘g’? g?t H%g‘g‘]@"f/%%ﬁg%o der
2 e. —"0 56'6 m (5, 66 A) Peakhohe entsprl cht, die das XRD eanes

St anda ei}iﬁ sglonal'ﬂf o%)mondfa sr 7% c@ﬂoﬁeé’\ﬁa%% %ﬁu@\éf su¥poﬁ| &lﬁ%é"ﬂélm@%l' fidordl t

e uraa sol e so
?]EJ Ie e uor env: n ° Es
PROY chalﬁe}g %ﬁ] 5 C%E 3 350 et 8; dant
ai Qr% ns

ei ner: ratur nm2/ g, wel ches
7,2 Gew. % uor en esteht, wobei das FI uor darauf abgeschi eden

wordep 4§t probddé %&brﬁ'uﬂ@ q@elc%u@ %ﬁe%ﬁdﬂam natd @Rs lsliuePB bilippbrt EontRanvadralughhe
L6sung ver y& 86 edmprond d6l dsiurdid @il 16 St unden | ang bei 150" C get rocknet
worden ist, (2) einen mttels Ro6ntgenphotoel ekt ronenspekt roskopi e

Patentanspriiche

" sp 1. Verfahren zur Herstellung von Schmierdlbasiseinsatzmaterialien oder -mischungseinsatzmaterialien aus
paraffinhaltigem Einsatzmaterial, bei dem das Einsatzmaterial unter Isomerisierungsbedingungen mit
_ einem Paraffinisomerisierungskatalysator kontaktiert wird, der einen mit Hydriermetall beladenes, fluo-
" riertes Aluminiumoxid oder Aluminiumoxid umfassendes Material enthaltenden Katalysator umfast, der,
. so wie er dem paraffinhaltigen Einsatzmaterial zugefUhrt wird, dadurch gekennzeichnet ist, daB er (1)
- 585 ein Hydratniveau von 60 oder weniger, wie bestimmt als die relative Hydratmenge, welche durch einen
Peak im Rntgenbeugungsdiagramm (XRD) bei 2 & = 0,566 nm (5,66 A) repriisentiert ist, wobei ein
. Hydratniveau von 100 der 2 8 = 0,566 nm (5,66 A) PeakhBhe entspricht, die das XRD eines
* Standardmaterials aufweist, das aus 0.6 Gew.% Pt auf y-Aluminiumoxid mit einer Oberfléiche von 150
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i beéti nt en Cberfl ~chenstickstoffgehalt - N Al-Ver, m“ﬁ‘]“m 1 oder
weni ger, (3) eine Fluorgesant- 5 konzent rat’l “&“‘“‘ w. % und
(4) eine Gberflachenfl uorkonzent rer o a2 302 B1als FJorenemge™ detiniert ist, -

wel che in einer Schicht von der Overflache des Kat al ysators bis zu ei ner
Tiefe von etwa 0,254 nm (1/100 inch) vorhanden ist, von weni ger al s etwa 3
- Gefy % besi t2¥g, wolshes a2 Sew e F '“°’o°&ﬁ‘5l§llt€s‘€ﬁ=e‘f’?qe‘a€%‘ie':ﬂ‘f°r H't‘f?‘fchRQﬁ? B'T?'St
"kl ei ner al singfmeeipg-@l @P%Pﬁeﬂf@ﬁﬂ‘z%?’ﬂt‘?sﬂ@’lﬁ'ﬁw@ l Pk
Anspruch 1, Styden [3agpei 4p0°€-geKp i”’B'F glog! 'fegs"é r°?)§$‘{ t zt .

3. Verf ahr efpstirupign & r l-v T, N
ok B O e S °"*':’ %;m i
besitzt. 20,254 4 H1gha r]—ﬁspgﬁg vo @ége dgfﬁle

Kat al ysat or 0%6 ﬁl%r%‘% %Ej' j?*ﬁ

n? %
’éﬁ‘dﬂkéaﬁét ﬁlsﬁ et Géw. % z.B.
~weni ger . al s”et esalltz;{éise q ren nac'ﬁ el nem der Anspr Uche

1-bis 4, b eVerlgﬁ'gr\ nddff AnddRiR) %%ﬂrdePR&JNsﬁme@m WA 106k ge6dskdt! t wor den

ist, bei dem Hydriernetal | auf el nem Al um ni unoxi d ent hal t enden Trager
2.0 alégeﬁ&ﬁhr&dﬁﬁ&h ARFuchT bddvRhsphich Dalopdbanier Kitfigsator dirish Cibarlichénstictetofigaalt
Metal | bel ademevelisfges vol 0joeT odvewsneBichesigt. ei ner ei ne Fl uorquel | e ent hal t enden
L6sung bei einem pHWert von 3,5 bis 4,5 bis zu ei nem Gesantfl uorni veau von
‘et wa . 8rsGaw. Yerfanked nauhringer def Anspriic 1 bisral bdiedom den Eatalgsator sineri Obefiichenfiuotgetatidene
- Trager bei ainmenigdralsporadt Gaw.%.cxB. $8iiigeh pls eB 0,5 Goivite basiiat, ei ner Sauer st of f

ent hal t enden At nosphare oder einer inerten Atnosphare etwa 3 Stunden | ang

- oder ~ wenisgeVerighen qedn elem (et Apspplishe 1 bigyd: el derg tder 6“‘“‘%‘“ ﬁ‘f"e %é’i‘f”ah“’“
Anspruch 4, hesgastelfcyerdineistebaie deo (¢las di'l)i‘é’!er'%f’”é'ni‘ﬁélnf”é rfﬂ‘é"

L 20y plgeschiegien; dpr mioMetall beladep "o i9Re M %"

bg;suggm Oge?'efkaﬂda'r é’&"l’c?f“errja‘t?ﬁ‘“ﬂ'ﬁ eﬁ\?@? ‘E‘H bﬁ' ? %f ﬁug:s ﬁtjb's Z
‘dem-das |-|ydP'f‘ tiluo e i era r von % fI e:ngderau fstbd Jn alt:‘et
abgeschi ede %% are erﬁlnerglﬁle Bre tv?aggr IIa'Fl eoﬁ rw %a?bt I&e e?rflt

beladene Tr PR n elner elne or uelle en enden L6sung
nit . eifiem p von weni ger aI s 3,5 bis zu ei nem Gesant f | uor ni veau von
etuwa 10 %WVG{%RQ F\améﬂ;@ch 4f beilBérh Bib bind! ﬁﬂorgﬂfle dritidfinbid BYsLiy eirdiwasigatLBsuUng 3én-

bel adene .Egg el ner Temperatur von 350 bis 450 Cin Luft, einer
-Sauer st of f ent haI tenden At nosphdre, Wasserstoff oder einer inerten
ALTOSPhArE  g8kahR KBV @inbint dor ANSEOE 1 ©is. 4, 8el \derh f dwh katalysetas madtn siper Clrerfaverbe |
~dem.di e el Naerfbsto Goraéd &1, el laerh tdas derdiistraetally aut | siremvAlBninigmoxict euthalfondem THIge st .
40 9. Verf alapgechivaa) dénshir Metall Heladbpe Tedgepicalcitier8, debanit NMetal deledeng Ulwdder upter

Mt Metall Ivelwasting eifieripe Fluombelle ienthalteiidenbésung mit einem PB7IVelj von womiger @ls 3.5 bis
get rockneVerhielnerh Gesantiomiveau, vorl @twa\idrGemith efer reeaiaer diueriorhuad fer AyariopescribMatally; o

9, be! szlem deladenp (Tréioe beroakier) Temearaiyrt R R8O PisafROr Cyin Lyt einer Sayersioff,pihalienden | oy
‘oder d| eses Atmgsphdre, Wagperstoff oder einer inerten Atmosphére getrocknet/erhitzt worden ist.

\ 8. Verfahren nach Anspruch 7, bei dem die eine Fluorquelle enthaltende L&sung eine wéBrige L8sung von

’ \'/ ' HF ist.

9. Verfahren nach Anspruch 7 oder Anspruch 8, bei dem der flucrierte, mit Metall beladene Tréger bei
" einer Temperatur von 375 bis 425° C getrocknet/erhitzt worden ist.

40. Verfahren nach einem der Ansprliche 1 bis 9, bei dem der Aluminiumoxid enthaltende Triger ~-
45 Aluminiumoxid ist oder dieses umfast. :

- . 80
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