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Hacrosimee nzobpereHne OTHOCUTCS K CIIOCOOY
MPUTOTOBJIEHUST ~ HAHECEHHOT'O0  KaTalu3aTtopa

cunte3a Duinepa-Tpomma Ha ocHOBe KoOalbTa.
[TpennoxxeHHsIit coco® BKIIOYAET: HA IIEPBOM
CTaJuu aKTUBALUU 00paboTKy YaCTHIL
HAaHECEHHOIO MPEAIIECTBEHHUKA KaTajM3aTopa
cunte3a @uiuepa-Tpomnma Ha ocHOBe KoOalbTa,
BKJIIOYAIOIIEr0 HOCUTENb [JI KaTallu3aTopa,
MIPOTIMTAHHBIM KOOATBTOM M COAEP)KAIMN OKCHI
KobaibTa, BOJOPOJCOIEPKALLUM ra3om-

Crp.: 1

BOCCTAHOBUTEIIEM WIIM a30TCOJEPKAIIMM Ta30M
Ipu mnepBoi ckopoctu HarpeBanuss HR1 go Tex
Iop, IOKa TeMmIepaTypa IpealleCTBEHHUKA He
nocturuer 3Hadenus Ty, mpudyeM 80°C<T;<180°C,
¢ o0pa3oBaHMeM YacTUYHO 0OpabOTaHHOTO
MPENIIECTBEHHUKA KaTajau3aTopa; Ha BTOPOIA
CTaJuM  aKTUBaMM  00pabOTKy  YacTUYHO
00paboOTaHHOTO TPENIISCTBEHHUKA KaTaluzaTopa
BOJOPOACOJEPIKALLMM Ia30M-BOCCTAHOBUTENIEM

npu BTOpoH ckopoctu HarpeBaHuss HR2 ¢
IIarOM X, TJIE X SBIISIETCS HETBIM YUCIIOM OobIe 1

0o0L8SVYZ NAH

¢


http://www.fips.ru/cdfi/fips.dll/ru?ty=29&docid=2458100

2458100 C2

RU

n 0<HR2<HR1, mnpu 3TOM npeauecTBEeHHUK
HarpesaroT OT Temreparypsl T1 go Temmepatypbl
TH, rme TH>T1 u TH<200°C, B TeueHue
BpeMeHH t;, mpudeMm t; cocraBiser 0.1-20 4, ¢
o0pa3oBaHMEM  YacCTUYHO  BOCCTAHOBIIEHHOTO
MPEIIECTBEHHUKA KaTalu3aTopa; M 3aTeM Ha
TpeTbel CTaJuu aKTUBAUMM 0OpabOTKy YaCTUUHO
BOCCTAHOBJIEHHOI'O TIPEAIIECTBEHHUKA

KaTalu3aTopa  BOJOPOJCOAEPXKAIIMM  Ia30M-
BOCCTAHOBUTEIEM  NPU  TPETbed  CKOPOCTU
Harpesanusi HR3, mpuuem HR3>HR2, no Tex nop,
[IOKa TeMIlepaTypa YacTUYHO BOCCTAHOBJIIEHHOI'O

Crp.: 2

MpeIeCTBEHHUKA KaTalu3aTopa HE JOCTUTHET
3HaueHnst T,, mpuuem 300°C<T,<600°C, wu
BBIIEPKKY JACTUYHO BOCCTaHOBIIEHHOTO
MpelIIeCTBEHHUKA KaTanmusaropa npu T, B
TEUEHUE BPEMEHU (,, IPUYEM t, COCTABIISAET
0<t,<20 4, ¢ 00pa3oBaHUEM aKTUBUPOBAHHOIO

HaHECEHHOTO KaTanmu3aTopa cuHTe3a Puiepa-
Tpomma Ha ocHoBe KkobambTa. TexHUUECKUt
apdexr - MOJIyUeHHE  Karajauzartopa ¢

TTOBBIIIIEHHON aKTUBHOCTBIO. 9 3.11. ¢-7161, 1 TAOII.,
1 op.
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(54) METHOD OF PRODUCING SUPPORTED COBALT-BASED FISCHER-TROPSCH SYNTHESIS

CATALYST

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: method involves: a first step for
activation treatment of particles of a supported
cobalt-based  Fischer-Tropsch synthesis catalyst
precursor, having a catalyst support saturated with
cobalt, a hydrogen-containing reducing gas or a
nitrogen-containing gas at a first heating rate HR1
until temperature of the precursor reaches a value
T;, where 80°C<T;<180°C, to form a partially
treated catalyst precursor; a step for
activation treatment of the partially treated
catalyst precursor hydrogen-containing
reducing gas at a second heating rate HR2 with step
X, where x is an integer greater than 1 and
0<HR2<HRI1, wherein the precursor is heated from

second

with a

Crp.: 3

temperature T1 to temperature TH, where TH>T1
and TH<200°C for a time t;, where t; is equal to
0.1-20 hours, to form a partially reduced catalyst
precursor; and then a third step for activation
treatment of the partially reduced catalyst precursor
with a hydrogen-containing reducing gas at a third

heating rate HR3, where HR3>HR2, until
temperature of the partially reduced catalyst
precursor reaches a value T,, where

300°C<T2<600°C and holding the partially reduced
catalyst precursor at T, for a time t,, where t, is
such that 0<t,<20 hours, to form an activated
supported cobalt-based Fischer-Tropsch synthesis
catalyst.

EFFECT: obtaining a high-activity catalyst.

10cl, 1tbl, 1 ex
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Hacrosiuee n3obpereHue OTHOCUTCA K KaTaluzaTopaM. B uactHocTH, U300 peTeHre
OTHOCHTCS K CIOCOOY aKTHUBALMY NPEAIIECTBEHHUKA KaTaau3aTopa AJIsl TPUrOTOBIICHUS
HaHECeHHOTo Kataiau3atopa cuHTe3a duinepa-Tporiia Ha OCHOBE KOOAIbTa U K
KaTaJIu3aTopy, MOJIYYEeHHOMY 3TUM CITIOCOOOM.

Xopouio U3BECTHO, UTO MPEAIIECTBEHHUKA HAHECEHHBIX KATaJIM3aTOPOB CUHTE3A
®ummepa-Tpomniia Ha OCHOBE KOOAIbTa TOTOBAT C UCIIOJIB30BAHUEM METaslIa-
MPEIIIECTBEHHUKA U YacTUL HocuTelsl. [IpurorosieHre nNpeaecTBeHHUKA KaTaau3aTopa
BKJIIOYAET HECKOJIBKO PA3JIMUHBIX CTaAUN. 3aTEM NMPEAIIECTBEHHUK KaTalnu3aTopa
BOCCTAHABJIMBAIOT HA CTA/IMMA AKTUBALMHU C IOMOIIBIO T'a3a-BOCCTAHOBUTENS, TAKOTO KaK
BOJIOPOJ, JUIs OJIyYEHUSI aKTUBHOT'O KaTaimu3aTopa cuHre3a @umepa-Tpomna.

B u3BecTHBIX criocoOax akTUBALUM, BKIIOUAIOIIUX BOCCTAHOBJICHHUE MPEAIIIECTBEHHUKA
KaTajau3aTopa B TOKE BOAOPOJA UM BOJIOPOJICOAEPKAIIETO ra3a Mpy MOBBIIIEHHBIX
TeMIIEpaTypax, BOCCTAHOBJIEHUE BOAOPOAOM U3BECTHBIX 3aBUTEIIIO MPEIIIECTBEHHUKOB
HaHECEHHBIX KaTaln3aTopoB cuHTe3a Puiepa-Tpomnina Ha ocHOBE KOOAbTa MPOBOAAT IIPU
temrnepartype 250-500°C ¥ mpeanodYTUTETFHO MTPU HU3KUX TABJIEHUSIX U BBICOKUX JIMHEHHBIX
CKOPOCTSIX ra3a JIsl TOT0, YTOObI MUHUMU3UPOBATH JABJICHUE TTAPOB 00pa3yIoIIencs: BOIBI,
KOTOpast yCKOPSIET CIIEKAaHWE BOCCTAHOBJIEHHOI'O METAJIIa. XOPOIIO U3BECTHO, YTO
BApPbUPOBAHUE YCIIOBUI BOCCTAHOBJIEHUSI OKCUIA KOOAIbTA 10 METAJUNIMYECKOT 0 KoOaIbTa
BJIUSIET HA AKTUBHOCTD U CEJIEKTUBHOCTD MTOJIy4ae€MOro KaTaim3aTopa cuHte3a Puiiepa-
Tpomnma. B yactnocty, B nateHte CHIA 4605679 packpbITO, UTO AKTUBHOCTD
KOOAJIbTOBOT'O KATaJIM3aTOPA MOKHO MOBBICUTh ITyTEM BOCCTAHOBIIEHHUSI BOJIOPOAOM, 3aTEM
MMOBTOPHOI'O OKUCIIEHUS KATAIM3aTOPA U MOCIIEAYIOIEr0 MOBTOPHOTO BOCCTAHOBJIEHUS
BogopoaoM. B marentre CIIA 5292705 moka3aHO, YTO BOCCTAHOBJIEHHE BOJIOPOJIOM B
MPUCYTCTBUU KUAKUX YIIIEBOAOPOAOB MOBBIIIAET HAYAJIbHYIO aKTUBHOCTh KaTaju3aTopa B
cuaTe3e Puimepa-Tpomnmra. B matenre CLLIA 5585316 yTBepkaaercs, 4To CEIIEKTUBHOCTD
obpa3oBaHUs OoJiee TSKENIbIX MPOAYKTOB cuHTe3a Puinepa-Tporiina Bo3pacraer, eciu
KAaTaJIu3aTOp CHayalla OKUCIISIIOT, @ 3aTEM BOCCTAHABIIMBAIOT MOHOOKCHIOM yriiepoaa. B
nateHte EP 1444040 packpbITO ABYXCTAAUINHOE BOCCTAHOBJIEHUE YUCTHIM BOJOPOIOM
MpEeAIIeCTBEHHUKA KaTaau3aTopa, B KOTOPOM BCce BOCCTaHABIMBaeMble (DOPMbI OKCHIA
KoOanbTa MOXHO onucaTh popmynoit CoO,Hy (rae a>1.7 u b>0), uTo mprUBOAUT K Ooee
SKOHOMUYHOMY CIIOCOOY BOCCTAHOBIIEHUSI O€3 OTEPU KATATUTUUECKON AKTUBHOCTH B
cuntese Gummepa-Tpomma.

OOBEeKTOM HACTOSIIETO U300PETEHUS SBIISIETCS MTPEAJIOKEHUE HAHECEHHOTO
kaTanuzatopa cunre3a dumepa-Tpornia Ha ocHOBe KobanbTa ¢ 00jIee BHICOKOM
AKTUBHOCTBIO B CUHTE3€ yIJIEBOJOPOAOB. Takol KaTanu3aTop MOXKHO IIPUTOTOBUTH 11O
CrocoOy HACTOSIIEro U300PEeTeHUSI.

CortacHO U3006PETEHUIO MTPEITIOKEH CIIOCOO MPUTOTOBJIEHUSI HAHECEHHOTO
Katanu3zaTopa cuHTe3a duiepa-Tporiia, KOTOPkI BKIIOYAET

Ha MEepPBOI CTaUM aKTUBALMU 0O0paOOTKY HAHECEHHOTO MPE/IIECTBEHHUKA KaTalu3aTopa
cunte3a Duinepa-Tporiia Ha OCHOBE KOOAIbTa, BKIIIOYAIOIIETO HOCUTEND JIJIs
KaTaau3aTopa, MPOMUTAHHOTO KOOAIbTOM, U COIEPIKAILET0 OKCU KOOabTa,
BOJOPOACOJEPKAIIUM T'a30M-BOCCTAHOBUTEIIEM UJIM a30TCOJEPKAIIUM T'a30M IIPU IEPBOA
ckopoctu HarpeBaHust HR1 1o tex mop, nmoka reMnepatypa nNpeAlleCTBEHHUKA HE JOCTUTHET
3Hauenus Ty, rae 80°C<T;<180°C, c 06pa3oBaH1EM YaCTUYHO 0OpabOTaHHOIO
MpEAIIeCTBEHHUKA KaTaau3aTopa;

Ha BTOPOM CTaAUM aKTUBALUKM 0OpaOOTKY BOAOPOICOAECPKAIIUM Ia30M-
BOCCTAHOBUTEJIEM YACTUYHO 0OpaOOTaHHOI0O NMPEAIIECTBEHHUKA KaTaau3aTopa pyu BTOpou
ckopocTy HarpeBaHuss HR2 co cTyneHYaThiM NOBBIIIEHUEM TEMIIEPATYPHI C IIATOM X, TA€ X
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aBisieTcs HenbiM yrciaoM 6ompiie 1 u roe 0<SHR2<HR1, B TeueHue Bpemenu t, rae t;
coctaniseT 0.1-20 4, YTO MPUBOAUT K 0OPa30BAHUIO YACTUUYHO BOCCTAHOBIICHHOT'O
MPEIIIECTBEHHUKA KaTajlM3aTopa; U 3aTeM Ha TPeThel CTaJ Ui aKTUBAIMU 00paboTKy
YACTUYHO BOCCTAHOBJICHHOTO IPE/IIIECTBEHHUKA KaTallu3aTopa BOAOPOICOAePKAIINM
ra3oM-BOCCTAHOBUTEJIEM NPpU TPpeThel ckopocTu HarpeBanus HR3, rae HR3>HR2, no tex
Mop, MOKa TeMIepaTypa YaCTUIHO BOCCTAHOBJIEHHOTO MPEAIIECTBEHHUKA KaTaau3aTopa He
JIOCTUTHET 3HaueHus T,, U BBIAEPKKY YACTUYHO BOCCTAHOBIIEHHOTO MPEIIIECTBEHHUKA
KaTanuzatopa npu T, B Te4eHHE BPEMEHU 1y, e t, cocTasiser 0-20 4, ¢ 0Opa3zoBaHHEM
AKTUBUPOBAHHOTO HAHECEHHOT O KaTanu3aTtopa cuHTe3a duiepa-Tporiia Ha OCHOBE
KoOajbTa.

B koHTEeKCTE JaHHOTO U300PETEHUS CPEAHIO CKOPOCTh HarpeBaHus HR2 onpenenstor
Kak CYMMY CKOPOCTEHM HarpeBaHMs Ha KaXXJ0H CTyIIEHHU, JEJICHHYIO Ha YMCIIO CTYIICHEH, I1e
1IaT TTOBBIIICHUS TEMITIEPATYPhI ONPEILIISAIOT KaK YBEIMUEHUEe CKOPOCTH HarpeBaHusl, a X -
YMCJIO 1IaroB U x>1.

Br110 HeoXKUAAaHHO OOHAPYKEHO, UTO IPU UCTIOIB30BAHUNA METOIMKH BOCCTAHOBJICHUS
WM aKTUBAIMK IIPEIIISCTBEHHUKA KaTalIu3aTopa 1o JaHHOMY M300pETEHUIO TTOJTyJatoT
HaHECEHHBIN KaTaju3aTop cuHTe3a dummepa-Tpomnina Ha OCHOBE KOOaAJIbTa C BLICOKOM
COOCTBEHHOM aKTUBHOCTBIO.

O06paboTKu Ha TTEPBOM, BTOPOM U TPEThEH CTAUSAX aKTUBALMM MOYXHO, B ITPUHIIMIIE,
MPOBOJIUTH C UCITOJIB30BAHUEM JTIFOOOTO CITOc0Oa KOHTAKTUPOBAHUS MPE/IIIECTBEHHUKA
KaTaiau3aTopa ¢ ra30M-BOCCTAHOBUTEIIEM, TAKOTO KaK KUISIIUNA CJIOW YaCTHI]
MPEAIIeCTBEHHUKA KaTallu3aTopa, B KOTOPOM ra3-BOCCTAHOBUTEID JIEUCTBYET KaK cpea
KUITeHUST; HEMOJABW)KHBIN CJION YaCTHI[ PEIIIeCTBEHHUKA KaTaanu3aTopa, 4yepe3 KOTOPhIH
MPOXOJUT BOCCTAHABIMBAIOLIMHI T'a3; U T. 1. OMHAKO MPEANOYTUTEIILHOM SIBJISIETCS
KOH(UTYpaLUs KUITSIIIETO CITOS.

IlepBas cTaaust akTHBAMKM HAYMHAETCS C TIEPBOM 00OpaOOTKHU MpeIIeCTBEHHUKA
KaTaJau3aTopa BOJOPOJICOJEPKAIIUM Ia30M-BOCCTAHOBUTENIEM WIIM a30TCOIEPIKAIIMM Ta30M
IIpH TepBoM ckopocTu HarpeBanust HR1. Ha mepBoii cragun akTuBanuu o0beMHasi CKOPOCTh
raza paBHa SV1. [IpeanoyTuTeabHO, YTOOBI BBIMTOJHSIIOCH YCIIOBUE

1<8V1<35 Mi /KT BoccT. Co/ s 00JIee MPeAnoYTUTENBHO, YTOObI

3<8V1<15 Mi /KT BoccT. Co/u - TepmuH «BoceT. Co» UM «BoccTaHaBauBaeMblil Co»

O3HayvaeT KoOajbT, KOTOPBIA MOKHO BOCCTAHOBHUTH ITPH HOPMAJILHOM BOCCTAHOBJICHUH,
HAIIpUMeEp, KOr1a KaTaJIU3aTop WIM NPEALIECTBEHHUK KaTajm3aTopa coaepxart 20 mac. %
koOanbTa ¥ 50% x006anbTa MOKHO BOCCTAHOBUTD, TOI'1a KOJIMYECTBO BOCCTAHABIIMBAECMOTO
kobanpTa paBHoO 0.1 T/T KaTaau3aTopa WM IIPEaIIecTBeHHUKa KaTam3aTtopa. [lepByro
CTaJMI0 AKTUBAIMM MPOJIOJDKAIOT 10 TEX MOp, MOKa TeMIepaTypa NpeallieCTBEHHUKA HEe
JIOCTUTHET 3HaueHus T;.

[TpeanouturenbHO, YTOOBI BBIMOMHSTIOCH yeinoBue 0.5°C/MuH<HR1<10°C/muH; 6011¢ee
npeanoutuTebHo 1°C/MuH<HR1<2°C/MuH.

Ha nepsoii crannu aktuBauuu T; moxeT coctasisats >90°C. B ogHOM BapuaHTe
n3zo0pereHus 125°C<T;<150°C. DTOT BapuaHT OOBIYHO MPUMEHUM [IJI51 TPEAIIECTBEHHUKOB,
MOJIy4aeMbIX ITyTeM (POpPMUPOBAHMS CYCIIEH3UM YaCTHIl HOCUTEIS JIJIs KaTalu3aTopa,
COCIMHEHMS KOOaIbTa KaK MPEAIIIECTBEHHUKA aKTUBHOTO KOMITOHEHTA B BOJIC; MIPOITUTKHU
HOCHUTEJIS JUIs KaTajlM3aTopa COSIMHECHUEM KOOaJlbTa; CYIIIKH ITPOIMTAHHOTO HOCUTEIS
KaTajau3aTopa U MPOKaJIMBAHUS TPOIMMUTAHHOTO HOCHUTEJIS.

Takum 06pazom, BTOpast CTaausl aKTUBALMM HAUMHAETCS TOT1a, KOrJia TeMIiepaTypa
MPEIIIEeCTBEHHUKA IOCTUraeT 3HaueHus T, U JUIMTCS B TEUEHHE BPEMEHHU t;, KaK OTTMCAHO

Ctp.: 5
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BbIlIe. boree nmpeanoYTUTeNnbHO, YTOOBI BpeMs 00pabOTKU Ha BTOPOW CTaUM aKTUBALMH t;
coctaBisuio 1<t;<10 4, 06bIYHO 2<t;<6 u.

Bropas craaust akTuBauuMM BKIIIOUAET 1O MEHBIIEH Mepe ABa PeXUMa MMOBBIIIEHUS
CKOpOCTH HarpeBaHus. TakuMm o6pa3om, 3a Bpemsi 00pabOTKM t; UCIIOIB3YIOT IO MEHbILIEH
Mepe J1Ba MoJbeMa TeMIIePATyPbl, C TEM YTOOBI HATPETh MPEALIECTBEHHUK OT TeMIIEPATyPhI
o MeHbluel Mepe T; g0 Temnepatypsl Ty, rae Ty>T; u Ty<200°C. Takum ob6paszom, mpu
MCIOJIb30BAaHMHU JIBYX PEKUMOB MOBBILIEHUS TEMIIEPATYPhI X=2; IPU UCIIOJIb30BAHUU TPEX
PEKMMOB MOBBIIIEHUS TeMIIepaTypbl X=3; U T.A. CKOPOCTH HArPEBAHUS B pAMKAX 3TUX
peXUMOB OyayT paznuuaTbes. Hanpumep, ecinv ckopocTh HarpeBaHus B IEPBOM PEKHUME
coctapisieT 1°C/MuH, TOrJ1a CKOPOCTh HATPEBAHUS BO BTOPOM PEKHUME MOXKET OBITh
2°C/mun. KpoMe Toro, mpeiecTBEeHHUK MOXKHO TPH JKeJTaHWU BBIJIEPkKATh HEKOTOPOE
BpeMs [IPpU TEMIIEPATYpPE, YCTAHOBUBLIEHCS B KOHLE OJHOI'O PEXMUMA, IIPEXkKIE YEM HAuaTh
CIIEAYIOIIMI PEKUM Har pEBAHMSL.

TpeThst cTaaust aKTUBALMM HAUMHAETCS cpa3y IO UCTEUEeHUH BpeMeHH t;. Takum oopazomM,
MPEALIECTBEHHUK B Ha4ajle TPEThel CTaIMM aKTUBALUU OyIeT OCTaBaThCs MPU
temriepatype Ty. Takum ob6pazom, 00paboTka Ha TPEeThel CTaIuu AaKTUBALMU
MPOIOJIKAETCS A0 TEX MOP, MOKA TEMIEPATYpa TPEThEH CTaAuu AKTUBALUH, T.€.
TeMIlepaTypa aKTUBUPOBAHHOI0 KaTanuzaTtopa @umepa-Tpomniua, He JOCTUTHET 3HAUEHUS
T,. IlpennouturensHo, yTo6b1 300°C<T,<600°C. bomnee npeanoyTUTeNbHO, 4TOOBI T, ObLIIA
B uHTepBase 300-500°C, npuyem o6s1uHO T, cocrasuset 300-450°C. Katanuzatop MOXHO
BBIAEPXKATh NpU Temriepatrype T, B TeueHue 0-20 4 (T.€. t,), mpeanodTurenbHo 0<t,<20 y,
OoJiee MpeAnoYTUTENBHO 1<t,<10 4, 0OBIYHO 2<t,<6 u.

Ha BTOPpOI#1 cTanuu akTUBaLUK ra3 0y1eT UMeTbh OOBEMHYIO CKOPOCTb, J1aJiee
0003HaUYeHHYIO SV2, a HA TpeThel CTAIMU AaKTUBALUU OOBEMHYIO CKOPOCT,
0003HaUYeHHYI0 SV3.

B ogHOM BapuaHTe M300peTeHust BO BpeMsi 00pabOTKH Ha COOTBETCTBYIOIIMX CTAIUSIX
akTUBauuu 3HadeHust SV1, SV2 w/unmu SV3 moryTt 01Tk ocTossHHbIMU. Hammpumep,
COOTHOIIIEHUE OOBEMHBIX CKOPOCTEH Ha Pa3HBIX CTAIUSIX MOXKET COCTaBIIATh SV1=SV2=SV3.
OnHako B IpyroM BapuaHTe u3o0peTeHus 3HaueHus SV1, SV2 u SV3 Ha COOTBETCTBYIOIIUX
CTaJMSIX AKTUBALMU MOXXHO BaAPbUPOBATh.

Ha nepBoii cranny akTUBaLMKY MPEAIIOUYTUTENIBHO UCIIOJIb3YIOT BOJOPOICOAEPKALLIUM a3,
Y T'a3, UCIIOJIb3YEMBIN HA TPEX CTAAUSIX AKTUBALMH, MOXET UMETh TAKOM K€ COCTaB.
«Bonopoaconepxaliinii BOCCTaHABIMBAIOUIUI ra3» 03HAYaeT BOJAOPOICOACPKALILYIO
ra3oByIo cMech, cogepskaiiyto 10 06.%<H,<100 06.%, 6onee npeanoyturenbHo >90 00.%
H, 1 <10 00.% unepta, Haubosee npearnoyTuTeabHo >97 00.% H, u <3 00.% unepta. Unept
MOXeT OBbITh 110001 komOuHauuen Ar, He, NH; u H,O, mpuuem Touka pochl
BOJIOPOJICOIEPKAIIETO BOCCTAHABIMBAIOIIET O ra3a MPeAIOUTUTENIbHO cocTaBisaeT <4°C,
6oee mpeanouyTuTenbHo <-30°C.

BMmecto 3TOro Ha nepBoi CTaaguKM AKTUBALMKA MOKHO UCHOJIb30BATh a30TCOAEPKALLIUN
ra3. «A30TcoJepKaIiuii ra3» o3HauaeT ra3oBYI0 CMeCh, coJiepxkaniyo >90 06.% N, u <10
00.% Ipyrux KOMIIOHEHTOB, TPUYEM IPyTHe KOMIIOHEHTHI ABIISIIOTCS JTI000M
koMmOuHanuen Ar, He u H,O. [IpeanouytuTtenbHas TOUKa pochl a30TCOAEPKALLIETO ra3a
coctaBisieT <4°C, 6oinee npeanoururenbHo <-30°C.

Taxkoit a3oTcoaepkaluil Ta3 COBCEM He COACPIKHUT Boaopoa (T.e. Bogopoa =0 00.%).
O06paboTKy Ha NIEPBOM, BTOPOM U TPEThEH CTAAUSIX aKTUBAIIMA MOKHO ITPOBOAUTH MTPH
OJTHOM M OJIMHAKOBOM WIIM PA3HbIX JABJICHHUSX, U KAXKAYIO U3 HUX MOXHO OCYIIECTBIISITh IIPU

MIPUMEPHO aTMOC(HEPHOM JaBIIEHUH, TTpeAnodYTuTeNbHO 0.6-1.3 Gap(a).

[TpeamecTBeHHUK YaCTUL, HAHECEHHOTO KaTanu3aTtopa cuHte3a Puiuepa-Tpomniia
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(«CDT») Ha ocHOBE KOOATIbTA MOXKET OBIThH JIFOOBIM MOAXOSIINM MTPEAIIECTBEHHUKOM
KaTajau3aTopa, TPEOYIOIUM aKTUBAIMY WIIM BOCCTAHOBIICHUS JIJIs MTOJTyUYEHHUsI aKTUBHOTO
katanu3atopa Puiepa-Tporiia, u ero MOXHO MOJIYYUTh BO BpeMs MPUTOTOBJICHUS
CBEXKETo KaTaJlu3aTopa WM U3 PEreHEPUPOBAHHOTO KaTaau3aTopa.

Takum 00pa3oM, ero MOKHO ITOJIYYUTh BO BPEMSI IIPUTOTOBJICHUS CBEKETO
KaTajau3aTopa, T.e. IIyTeM (OpMHUPOBAHUS CYCIIEH3UH YaCTUI] HOCUTEIIS ISl KaTalnu3aTopa u
COCTMHEHMS KOOAIbTa KaK MPEAIIIECTBEHHUKA aKTUBHOTO KOMITOHEHTA B BOJIC; MIPOITUTKHU
HOCHUTEJIS KaTajlru3aTopa COeAMHEHUEM KOOaJIbTa; CYIIKU IPOMUTAHHOT'O HOCUTEIS
KaTanau3aTopa U MpOKaJIUBAHUS IPONTMTAHHOTO HOCUTENIS 1JIs TTOJTyYEHUS
MPEIIIECTBEHHUKA KaTall3aTopa, CoAepKaIero okcua koodanbra. OqHako moIyueHHbBIH
TaKUM 00pa30oM IpeAIIeCTBEHHUK KaTajlM3aTopa HaJao0 €Ile aKTUBUPOBATh WUJIU
BOCCTAHOBHTH JIO MCITOJIb30BAHUS B KaueCTBe KaTanuzaTopa peakiuu Puiepa-Tpomniiia, u
3TO BOCCTAHOBJICHUE WJIM aKTUBAIUIO TIPOBOSAT B COOTBETCTBUU CO CIIOCOOOM ITO
HacToseMy n3oopereHuto. [1oaydeHHBIN TakuM 00pa30M KaTalru3aTop SBIISIETCS CBEXKUM
AKTUBUPOBAHHBIM KaTam3aTopom dummepa-Tpomnina.

IIpeniecTBEHHUK pEreHepUPOBAHHOTO KaTaIM3aTOPA MOXKHO MOJIYYUTh yTEM
pereHepanuu oTpaboTaHHOTO KaTanuzatopa durepa-Tporia, KOTOPhIi HEKOTOPOE BpeMst
OBLT MCITOJTb30BaH B cuHTe3e Durepa-Tpormiia, TF0BIM ITOAXOISIIUM CIIOCOOOM
pereHepanuu, KOTOPbIM NPUBOAUT K MPEAIIECTBEHHUKY OKUCIIEHHOT'O KaTalu3aTopa,
cojepkallleMy HaHECEHHBIH OKCHJT KoOabTa.

MoO>XHO UCIIOIB30BATh JIIOOOM BBIMTYCKAEMBbIH MTPOMBIIIIEHHOCTHIO MPEABAPUTEIIHHO
c(hOpMOBAHHBIN MOPUCTHIN HOCUTEIh OKCHIHOTO KaTaJanu3aTopa, TAKOH KaK OKCH/I
amoMunus (Al,O5), okenn kpeMuus (Si10,), okenn turana (TiO,), okena maraus (MgO),
Si0,-Al,05 1 okenn nuHKa (ZnO). [1peanouTuTenbHO, 4TOOBI CPEeIHUI TMaMeTp 0P B
HocuTesIe cocTaBirsin 8-50 HaHOMETpOB, Ooee npeanouTuTenbHo 10-15 HM. O6BeM TOp B
HOCHUTEJIE MOKET cOoCTaBNATh 0.1-1.5 i/, npeanouturenpHo 0.3-0.9 Mul/r.

Hocutens MoxeT mpeacTaBiIsTh cOOOM 3aIUIIEHHBIN MOAU(PUIMPOBAHHBIA HOCUTEIb IS
KaTajau3aTopa, CoJIepKalluii, HallpuMep, KPEMHMUI B KaUeCTBE MOIUDUIMPYIOIIETO
KOMITOHEHTa, Kak onucaHo B 3asiBKke EP Ne99906328.2 (eBpomneiickas myOouKamms
Ne1058580), KOTOpBIE BKIIIOYEHBI 3/1ECH CCBIJIKOM.

Bbonee KOHKpeTHO, 3aIUIIEHHBIA MOIU(DUIMPOBAHHBIN HOCUTEIIh KaTaIM3aTOPa MOXKHO
MPUTOTOBUTH IMMyTEM KOHTAKTUPOBAHUS MPEIIICCTBEHHUKA KPEMHMS, HATIPUMED
KPEMHUHOPIraHUYECKOr O COEIMHEHUS, TAKOTO KaK TeTpasTokcucuinaH («TEOS») unm
terpameTrokcucuiiad («TMOS»), ¢ HocuTelnem Kataiam3aTtopa, HallpuMep, METOJIOM
MPOTUTKH, OCAXKJACHMS UM XMMHUYECKOTO ITapoda3HOro OTIOKEHHMS, JIJIS ITOJTyICHUS
KPEMHUICOAEPKAIIETr0 MOTM(PUIMPOBAHHOTO HOCUTENS KaTajlu3aTopa; U MpOoKaIMBaHUEM
KPEMHHUICOAEPKAIIETr0 MOTU(PUIMPOBAHHOT'O HOCUTEIS KaTajau3aTopa, HarpuMep, BO
Bpalaroiiencss 00kuropoit ey, rmpu remmnepatype 100-800°C, nmpeamoyrutenbHo 450-
550°C, B Teuenue BpeMeHHu OT 1 MuH 10 12 4, npeanoyrurenbHo 0.5-4 4.

Copnepxanue kobanbTa MoxkeT cocTaBisITh 5 T Co/100 r Hocutenst u 70 r Co/100 T
HocuTens, peanouturesbHo 20-551 Co/100 r HocUTeTIS.

Coab k00ambTa MOXKET, B YACTHOCTH, IIPEACTABIIATH COOOM HUTPAT KoOambTa
Co(NO3),-6H,0.

[TporutKy HOCHTENSI KaTallM3aTopa MOKHO B IIPUHIIUIIE TPOBOJUTH JTIOOBIM U3BECTHBIM
Croco0OM, TaKUM KakK IMPOIUTKA O BIIArOEMKOCTH UJIM MPOIUTKA U3 CYCIIeH3Uu. Takum
00pa3oM, B [IEJIOM ITPOITUTKY MOYKHO MPOBOJIMTH TaK, Kak omucaHo B rmaTeHTax US 6455462
i US 5733839, KkOTOpbI€ BKIIFOUEHBI 3/IECh CChIITKAMMU.

boinee KOHKPETHO, MPOMUTKY MOKHO MPOBOJIUTH MPH MOBBILICHHOW TEMIIEpATYpeE U3
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CYCII€H3UM YaCTUL HOCUTENS AJIsl KaTajau3aTopa U coliv KoOanbTa B BOJE IPU JaBICHUH,
OIIM3KOM K aTMoc(hepHOMY, KOTOpOe MOXKHO aoBecTH 110 5 kIla(a), mpeamouTuTeTbHO
Mexay atMmocepHbiM nasiaeHueM u 10 kI1a(a); cymuTs nponuTaHHBIA HOCUTENb MTPU
TOBBIIIEHHOM TeMIIepaType U MOHWKEHHOM JIaBJIEeHUH, Kak omucaHo Bbie. Eie 6oee
KOHKPETHO, MPOMUTKY MOHO ITPOBOJIUTH ITyTeM 00pabOTKU CYCIIEH3UU HAa HaAYaIbHOM
CTaJIMY MPU MOBBILIEHHON TEMIIEPATYPE U MOHUKEHHOM J1aBJICHUU, KAK OMKUCAHO BBIILIE, 1T
MIPOIUTKU HOCUTEJIS COJIBIO KOOAbTA U YACTUUHOMN CYIIKU MIPOTUTAHHOTO HOCUTEIIS U
3aTeM Ha IMOoCIeayoled cTaud 00paboTKu 00padoTaTh YACTUYHO BBICYIIICHHBIM
MPONUTAHHBIN HOCUTEJb MIPU MOBBIIIEHHON TEMIEPATYPE U TOHUKEHHOM JIaBJIEHUM, KAK
OITMCAHO BBIIIE, TAK UTOOBI TEMIIEpaTypa Ha MOCIeAYIOIel cTaauu 06paboTKu Oblia BBIIIE
TEMIIEpATypbl HA HAYAJIbHOW CTAIUY W/WUJIA IIOHWKEHHOE JABJICHUE HA ITOCIEAYIOLIEH CTaIun
00paboTKHU OBUTO HUXKE, YEM Ha Ha4aIbHOW CTaIuu 00paboOTKU, U B pe3yIbTaTe MPOBECTH
0oJiee IHEPTUYHYIO CYIIKY MPOMUTAHHOTO HOCUTEIIS Ha MOCIEAYIONIeH cTaauu oopaboTKHy,
YeM Ha Ha4aJbHOM CTAJIMH, U IOJIYYUTh BBICYLLIEHHBINA IPONMTAHHBIA HOCUTEIIb.

Jns focTiKeHUsT HY)KHOM KOHIEHTpAlUK KoOaabTa MPOMUTKA MOXKET BKJIIOUATH ABE WU
HECKOJIbKO CTaJuii MponuTku. Kaxaas craaus NpOoNUTKU MOXKET BKIIIOYATh HAYAJIbHYIO U
MOCIIEAYIOLIYIO CTAJUU IIPOIMUTKHU, KAK OIIMCAHO BBILIE.

Cnoco6 MOKeT BKJIIOYATh Ha KaXIOM U3 CTaul MPOMUTKU PEryJIupoBaHUe CKOPOCTH
CYIIKH CYCIIEH3UU A0 3aJaHHOT'O MPODUIS CYLIKHU.

TakuM 00pa3oM, IPOMUTKA HOCUTEISI MOKET BKIIIOYATh IBYXCTAAUNHBINA CIIOCOO
MPOIUTKH (ha30il CyCIIeH3MH, KOTOPBIN 3aBUCHT OT 3aJaHHON KOHIEHTPALUK KOOaIbTa U
o0BeMa Mop B HOCUTENE IS KaTalu3aTopa.

OOBIYHO NTPOTUTKY HOCUTEIIS U CYLIKY MOKHO MPOBOAUTH B KOHUYECKOM BAaKYyyMHOM
CYIIWJIBHOM KaMepe ¢ BpalllaloLIMMCS ITHEKOM WJIM BO BpallAIOLIENC BAKYYMHOM
CYLLIMIIBHOM KaMmepe.

s yBenuyeHus ciocOOHOCTH aKTUBHOTO KOMITOHEHTA K BOCCTAHOBIIEHUIO Ha CTAIUSX
MPOMUTKH KOOAJIBTOM MOXHO JJ0OaBUTh BOJIOPACTBOPUMYIO COJIb MIATUHBI (Pt),
nawtaaus (Pd), pyrenus (Ru), perus (Re) uiaim ux cMecu B KauecTBe JIErupyroled 100aBKH.

[TpokanuBaHue TPOMUTAHHOT'O U BBICYIIICHHOT'O BEIIECTBA MOXHO OCYIIECTBUTH JTIOOBIM
COCOOOM, U3BECTHBIM CIIEUMAIMCTAM, HAIIPUMEDP B KUIISILIIEM CIIO€ WIIM BO BpalllaoIIencs
00xwurosoii meur npu 200-400°C. B yacTHOCTH, €0 MOKHO TPOBOAUTH, KaK OMKUCAHO B
3asiBke WO 01/39882, koTopasi TakkKe BKIIFOUEHA CChUIKOM.

N300pereHue Takxke pacnpocTpaHsaeTcss Ha aKTUBUPOBAHHBIN KaTanu3zaTop Puiepa-
Tporniia, noy4eHHbIN COCOOOM MO IEPBOMY BAPUAHTY U300PETEHUS.

AKTUBHpPOBaHHBIN KaTanuzaTop Puiepa-Tporniia MOKHO UCIOIb30BATh B CIIOCOOE
IIOJIyYEHUS YTIIEBOJOPOAOB, KOTOPBIM BKIIOYAET KOHTAKTUPOBAHUE CUHTE3-Ta3a,
coaepxxatuero sonopon (H,) u monookeun yriiepoaa (CO), py IMOBBILIEHHON TEMITEpAType
B uHTepBasie 180-250°C u noBsImieHHOM jaaBiieHud 10-40 6ap ¢ aKTUBUPOBAHHBIM, KaK
OIMCAHO BbILIE, KaTanu3zaTopoM Pumepa-Tponma, no peakuun Ouiepa-Tpornira Mexay
BOJOPOJIOM U MOHOOKCHUIIOM YIJIEPO/aA.

Janee uzooperenue OyaeT onucaHo 6osiee MOAPOOHO C MOMOIIIBIO CEIYIOLIMX
HEOT PAHUYUBAIOIIUX IIPUMEPOB.

ITPUMEP 1

Bb11 u3ydeH npeaecTBEHHUK YaCTUL HAHECEHHOT O KaTalm3aTopa cuHre3a duiepa-
Tporia Ha OCHOBe K0OaIbTa, KOTOPBIN MTOCIIEe AKTUBALIMK 00Pa3yeT CYyCIeH3MOHHYIO (pazy
Katanu3zaTtopa cuHTe3a Duinepa-Tpormnia, npeanoKeHHOro 3asiBuTeseM, cocraa 30
r Co/0.075Pt/1.5S1/100 r Al,O5, koTOpBIi TOAPOOHO onucad B WO 01/39882.

OOpa3zen Takoro nNpeaBapUTeIbHO BOCCTAHOBIIEHHOTO MPEIIECTBEHHUKA KaTaln3aTopa
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OBLI MPUTOTOBJIEH cleaytomuM obpa3oM: Puralox SCCa 2/150, 06veM mop 0.48 mu/r,

oT SASOL Germany GmbH of Uberseering 40, 22297 Hamburg, Germany MOIupUIxpoBaIv
KPEMHUEM 10 KOHEYHON KOHUEHTPALMU KPEMHUSA 2.5 aTOM Si/um? HocuTems. B aTaHON
nobasunu TeTpastokcucuinal (TEOS), k aToMmy pacTBopy 100aBuiM OKcu ajmroMuHus (1 11
9TAHOJA/KI OKCUA AJIFOMUHUS) U MTOJIyYEHHYIO CMECH nepemMerunBaiv npu 60°C B

tedeHue 30 MMH. 3aTeM pacTBOPUTEND YAATIWIM B BAKyyMe IIPU TeMIIEpaType pyoalku
cyuTens, paBHoi 95°C. BrICylIeHHBIN MOIU(GUIMPOBAHHBIA HOCUTENb 3aTEM MPOKAIIU
npu 500°C B Teuenue 2 u. Pactsop 17.4 xr Co(NOs),-6H,0, 9.6 r (NH3),Pt(NO3), B 11 kr
JMCTUWJIMPOBAHHOM BOAbI cMemiaiy ¢ 20.0 KT OMMCAHHOTO BBIIIE HOCUTENIS U3 FraMMa-
OKCHJIa AJTFOMUHMS, MOIU(PUIUPOBAHHOTO OKCHIOM KPEMHHUSI, ITyTEM TOOABIIEHUS K
pactBopy HocuTenst. CycreH3HI0 TOMECTUIIM B KOHUYECKYIO BAKYYMHYIO CYIIUIbHYIO
KaMepy M HEMPEPBIBHO MepeMeNIMBal. TemiiepaTypy cycneH3uu noBbicuiam a0 60°C, mocie
yero nogHsu aasieHue 1o 20 klla(a). B reuenue nepBpix 3 4 cTaanu AaBJIECHUE TOHU3WIN
1o 3-15 kIla(a) ¥ ycTaHOBUIIM CKOPOCTH CYHIKHU 2.5 M%/4 B TOUKe BiiaroeMkoctu. Ctaauu
IIOJIHOM MPOIUTKHU U CYLIKH ITPOJOIDKAIIA B TEUEHUE 9 U, ITOCIIE YEerO MPONUTAHHBIN U
BBICYLLIEHHBII HOCUTENb ISl KaTaIu3aTopa cpas3y ke MOMECTUIM B 00KUTOBYIO TIEUb C
KUISIIIUM c1oeM. Ha MOMEHT 3arpy3Kku B OOKUTOBYIO [I€4b TEMIIEPATYPA BBICYILIEHHOTO
MPOIMUTAHHOTO HOCUTEIIS JUIs KaTaau3aTopa cocTassiia mpumepHo 75°C. 3arpys3ky
MpoBes 3a 1-2 MUH, U 32 3TO BpeMs TeMIlepaTypa BHYTPU OOKUTOBOM MEeYM OCTaBajlach Ha
ypoBHe npuMepHO 75°C. BbICyllIEHHBII NPONMUTAHHBIA HOCUTENb ISl KATaJIu3aTOpa HATrPelln
oT 75 no 250°C nipu ckopoctu HarpeBa 0.5°C/MUH U 00BEMHOI CKOPOCTH BO3IyXa

1.0 Mf} /KT Co(NO;),-6H,0O/u 1 BbIIEPKAJH IPH 250°C B Teuenue 6 4. {15 oaydeHust

KaTanuzaTopa ¢ coaepxkanueM kobdanapta 30r Co/100 r Al,O5 nmpoBenu BTOPYIO CTaAUIO
nponurku/cymku/npokammsanusd. Pacrsop 9.4 kr Co((NO3),-6H,0, 15.7r (NH;),Pt(NO;),

B 15.1 xr qucTunnMpoBaHHOM BoAbI cMemaiy ¢ 20.0 KT mpealecTBEHHUKA KaTaau3aTopa
TMOCJIE MEePBOW MPOMUTKHU U MPOKATIUBAHUS ITyTEM JOOABIIEHUS B PACTBOP MPEIIIECTBEHHUKA
kaTanuzaTtopa. CycleH3UI0 BBEJIM B KOHMUECKYIO BAKYYMHYIO CYyIIMIBHYIO KaMEpPY U
HEMPEPBIBHO MEPEMEIIMBAIIM. TeMnepaTypy CyClieH3ud noBbIcCIM 10 60°C, mocie 4yero
noaHsu gasienue ao 20 klla(a), B Teuenue nepBoixX 3 4 CyLIKHU TEMIIEPATYPY MENJIEHHO
MOBbIIIANIM U Yepe3 3 yaca gocturiiv 95°C. Uepes 3 u naBneHue noHusum 1o 3-15 xlla(a) u
YCTAaHOBUJIM CKOPOCTH CYIIKH 2.5 M%/4 B TOYKE COOCTBEHHOM BiIaroeMkocTu. Ctaauu
MOJIHOM IMPOIMUTKU U CYLIKH MPOTEKANIM B TeUeHHe 9 4, rocse yero oopaboTaHHbII HOCUTENb
JUISl KaTalll3aTopa cpas3y ke MOMECTUIIM B 00KUTOBYIO IIeUb C KUIALIMM clioeM. Bo BpeMms
3arpy3Ky B OOKUTOBYIO [I€Yb TEMIIEPATYPaA BBICYIIEHHOT'O TPOIMUTAHHOI'O HOCUTEIS
KaTajau3zaTopa cocrapisiia mpumepHo 75°C. 3arpy3ky mpoBeiu 3a 1-2 MHUH, U B 3TO BpeMsi
TeMrepaTtypa BHYTpHU OOKUTOBOM TeYM OCTaBallach Ha ypoBHE mpumepHo 75°C.
BboicyieHHbIM TPONUTAHHBINA KaTaau3aTop Harpeiau oT 75 1o 250°C npu CKOpOCTH

HarpeBa 0.5°C/MUH U 00BEMHON CKOPOCTH BO311yXa | () Mi /kr Co(NO;), -6H,O/uH

BbIZIepxkanu rpu 250°C B TeueHue 6 4. Takum oOpa3om ObLIT MOJyUYEH MPEANIeCTBEHHUK
HAaHECEHHOT'0 Ha OKCHUJ AIFOMMHUS KOOAJIbTOBOTO KaTalu3aTopa.

OO6pa3el JaHHOTO MPEAIIECTBEHHNKA, HA3BAaHHOT'O ITPEIIIeCTBEHHUKOM A1, ObLI
BOCCTAHOBJIEH WJIM AKTUBUPOBAH 110 CIIEAYIOLIEH CTAHAAPTHON OJHOCTAJUIHON CXEME.

B ycTraHOBKE 1711 BOCCTAHOBJIEHUS C KUITSIIMM CJI0€M (BHYTPEHHMUI truaMeTp 20 MM)
MPENIIECTBEHHUK A BOCCTAHOBWIIHU IPU aTMOC(HEPHOM JIaBJIIEHUH C TTIOMOIIBIO Ta3a-
BOCCTAHOBUTEIS - Hepa30aBiaeHHoro H, (T.e. 100 00.% H,) Kak OCHOBHOI'O 1O1aBAEMOTO
rasa npu 00ObeMHOM CKOPOCTH 1 3.7 Mi Ha KWJIOIpaMM BOCCTaHABJIMBAEMOI'0 KOOAIbTA B

Yac U P BBIITOJIHEHUM CIIEAYIOIIEH TeMIIepaTypHOW mporpaMmsbl: HarpeB oT 25°C no 425°C
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pu ckopoctu 1°C/mMuH v Beiaepkka npu 425°C B TeueHue 16 u.

Tax u3 npeamecTBeHHUKA A1 OBUT ITPUTOTOBJICH CPABHUTEIBHBIN KaTaImu3aTop A.

Jpyroii oOpasel 3TOro mpeamecTBeHHUKA, Ha3BaHHbBIN MPEIIIeCTBEHHUKOM B,
BOCCTAHOBUJIM IO CIIEIYIOLIEH TPeXCTaAUMHON METOAUKE (CM. TabuILy):

(i) Ha TepBoO¥ cTaauM akTUBaIMU oopaszer Harpenu ot 25°C qo 120°C mpu nepBoi
ckopoctH HarpeBaHus 1°C/MuH ¢ ucnonb3zoBanueM unucroro 100% Bogopona;

(ii) Ha BTOpOM CTaauu aKTUBauu odpasen B Beiaepkanu npu temneparype 120°C B
teuenue 3 4, 3ateM npu 130°C B Teuenue 3 4 v ipu 140°C elie B TeueHue 3 4;

(iii) Ha TpeThel cTaauu akTUBauu oopasen Harpeau oT 140°C mo 425°C nmpu CKOpOCTH
HarpeBa 1°C/MUH U TOH x€ 00BEMHON CKOPOCTH, YTO Ha MEPBOI U BTOPOW CTAIUAX
AKTUBALMU; TEMIIEpATYPY Moaaepx uBaiu paBHom 425°C B Teuenue 16 u.

DTy METOAUKY BOCCTAHOBJIEHUS] IPUMEHWIN TAKXKE B ONMKUCAHHOMN BBIIIE YCTAHOBKE
BOCCTAHOBJICHHUS B KHUIISLLEM CIIO€ C UCIIOJIb30BAHMEM HA BCEX TPEX CTAAUSAX AKTUBALUU
TAKOT'0 e ra3a-BOCCTaHOBUTENS - Hepa3baBieHHoro H, (100 06.% H,). Ha Bcex Tpex
craausix 00beMHasi CKOPOCTb COCTABIISIIA | 3 7 Mg /KT BOCCTaHaBJIMBA€MOI0 KOOaIbTa/4u

P UCIOJIb30BaHUU urcToro 100% BOomopoa.

Takum o06pazom, mpeiiecTBeHHUK B ObLIT BOCCTaHOBJIEH/aKTUBUPOBAH 110
TPeXCTaJMUHON METOAUKE COTIACHO U300PETEHUIO U OBLT MOJIyUueH KaTanuzaTtop B, Takxke
COOTBETCTBYIOIIUN U300 PETEHHUIO.

B pe3ynbTate BOCCTAHOBICHUS U3 MPEIIECTBEHHUKOB A U B mpuroroBuiu
COOTBETCTBYIONIME KaTam3aTophl A U B cuntesa @uimepa-Tpomnma («CDT»). DT 00pasisl
UCIBITAIM B Ta0OpaTOPHOM peakTope B peasibHbIX yciaoBusx CDT (230°C, naBnenue 17.5
6apg, cootHoenue H,:CO Ha Bxoae, paBHoe 1.9:1, conepxanue unepra 15%
(cnenoBatenbHO, conepxkanue H, u CO Ha Bxoje coctaBisieT 85%), 00beMHas CKOPOCTh
cuHTe3-raza 7000 Mil/r/4 mpu KOHBepcuM cuHTe3-ra3a 50-65%).

PesynbraTte! onbiroB no COT u3 nmpumepa 1

Karamuzatopsl VcnoBus 2 craauu OrmbIT RIAF nocnie 15 4 paboTtbl oTHOCHTENBHO C
A - 198£ 1.00
B Cramnu o 3 u ipu 120°C, 130°C u 140°C CB034 1.10

RIAF = (hakTOp OTHOCHTENILHOM COOCTBEHHON aKTMBHOCTH B cuHTe3e Pummepa-Tpormma

N3 tabmue! (nansbie o RIAF) oueBUaHO, YTO aKTUBHOCTH KaTajim3aTtopa B,
BOCCTAHOBJICHHOT O 110 TpexcraauitHol cxeMe (onbIT CB034), uepes 1 1eHb paboThI
3HAYUTEJIbHO BBIIIE AKTUBHOCTH KaTaM3aTopa A, BOCCTAHOBIIEHHOTO CTaHAAPTHO (198£).

DaKTOp OTHOCUTEILHOM COOCTBEHHOM aKTUBHOCTH B cuHTe3e Duiepa-Tpormia
(«RIAF,») HaHECEHHOT 0 U3 CYCIIEH3UM KOOanbTa KaTalu3aTopa, NpeaBapUTEIbHO
BOCCTAHOBJICHHBIN MPEIIIECTBEHHUK KOTOPOro X ObUT MPUTOTOBJIEH B TOYHOM
COOTBETCTBUU C ONTMCAHHOW BbIIIIE METOUKON MPUTOTOBJIEHUS KATAJIU3ATOPA, T.€.
MPEIIIECTBEHHUK KaTIM3aTopa X, ONPEIeNseTCs] KaK:

RIAF, =[A /A_] )]

rae:

a) A, ; - apPEHNYCOBCKUM MTPEAIKCIIOHEHIMAIbHBIA MHOXUTEIb ITPEAIIECTBEHHUKA
KaTaJIm3aTtopa X, aKTUBUPOBAHHOT'O COTJIACHO MPOU3BOJIbHON METOIMKE BOCCTAHOBIICHHS,

b) A, - appEHUYCOBCKUI MPEIIKCIIOHEHIUATIBbHBIN MHOKHUTEb MPEAIIECTBEHHUKA
KaTanu3zaTopa X, ONpPEeAeSIEHHbIN U3 aKTUBHOCTU B cuHTe3e Puinepa-Tpomia B
CYCIIECH3BMOHHOM PEaKTOpE C HempepbIBHBIM NepeMenuBanueM (CSTR) B Teuenue 15 u B
peaNIbHBIX YCIOBUSIX MTOCIIE€ BOCCTAHOBJIEHUS IO CTAHAAPTHOW OJTHOCTAIUIHHON METO/IUKE.
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BoccraHoBiieHue B KUIISIIEM CITO€ (BHYTpeHHUI quaMeTp 20 Mm) 15+5 T
MpeAlIeCTBEHHUKA KaTaau3aTopa A (T.e. Macca MpeaBapUTEIbHO BOCCTAHOBIEHHOT O
KaTanu3aTopa) npu atMochepHOM JABIIEHUU C UCTIOJIb30BAHUEM Ia3a-BOCCTAHOBUTEIS -
Hepaszb6asieHHoro H, (uncrora 5.0) u cymmapHoii mojgaue ¢ o0beMHOM cKkopocThio 13700
MJI, Ha TPaMM BOCCTaHABJIMBAEMOTr' 0 KOOabTa B Yac IO CIEAYIoNIel TeMIIepaTypHOn
nporpamme: HarpeB oT 25°C 10 425°C nipu 1°C/MHUH ¥ U30TEpMUUECKAS BBIAEPKKA IIPU
425°C B Teyenue 16 u.

c¢) [IpenskcrnoHeHMaNbHBIA MHOXUTEND A, T.€. IPUMEHUMBIN KaK K A, ;, TaK U A,,
OMPENESIOT U3 OOIICTIPUHITOTO IMITUPUUECKOTO KUHETUUECKOTO BhIPAXKEHUS ISl CUHTE3a
®umepa-Tpomia B mMpUCyTCTBUM KaTaJu3aToOpa HA OCHOBE KOOAIbTAa:

Tpr =[Ae(_EaIRT)PH2Pco]"[1+ KPCO]2 (2)
Takum ob6pazom:

A =[rpp(l+ KPCO)2]"([e(_EafRT)PH2PCO] (3)
rue:

rpr BBIpaXKeH Kak yncio mosett CO, mpeBpallleHHbIX B TPOAYKTHI cuHTe3a durepa-
Tporia B eAMHUIYY BpEMEHHU Ha eIUHUILY MACChI TPEABAPUTEILHOTO BOCCTAHOBIIEHHOTO
MpeIeCTBEHHMKA KaTaau3aTopa.

d) X mpeacrapisieT cooor 0001 MpeaecTBEHHUK KaTaau3aTopa.

dopwmyiia u300peTeHus

1. Crioco® mpuroTOBJIEHUS HAHECEHHOT O KaTanmuzaTtopa cuHTe3a Duiepa-Tpormniia Ha
OCHOBE KOOaIbTa, KOTOPBII BKIIIOYAET:

Ha MEepPBOI CTaUM AaKTUBALMU 0OPaOOTKY YACTHUIl HAHECEHHOTO MPEIIIECTBEHHUKA
KaTanuzaTtopa cuHTe3a Puiepa-Tpomnina Ha OCHOBE KOOANIbTa, BKIIOUAIOLIETO HOCUTETh
JUISl KaTallM3aTopa, MPOMUTAHHBINA KOOAIBTOM U COEpKALIUI OKCUII KOOaIbTa,
BOJOPOACOJEPKAIIUM T'a30M-BOCCTAHOBUTEIIEM UJIM a30TCOJEPKAIIUM T'a30M IIPU MEPBOA
ckopoctu HarpeBaHust HR1 10 Tex mop, moka temriepatypa npeaiiecCTBEHHUKA HE TOCTUTHET
3HaueHus Ty, mpuueM 80°C<T;<180°C, c 06pa3oBaHueM YaCTUYHO 00pabOTAaHHOTO
MPEAIIECTBEHHUKA KaTaau3aTopa;

Ha BTOPOU CTaJIMM aKTUBALMK 0OPAaOOTKY YACTMUHO 0OpabOTAHHOTO IMPEIIeCTBEHHUKA
KaTajau3aTopa BOJOPOACOIEPKAIINM Ia30M-BOCCTAHOBUTEJIEM ITPU BTOPOW CKOPOCTH
HarpeBanus HR2 ¢ marowm X, rae x sBjseTcs nenbiM uncioM 6onbiie 1 1 0SHR2<HRI1, nipu
9TOM NPEAUIECTBEHHUK HArPEBAIOT OT TeMriepaTypsl T 1o temneparypsl TH, rne TH>T, u
TH<200°C B TeueHue BpeMeHH t;, mpuueM t; cocrasiset 0,1-20 4, c 00pa3oBaHUEM YACTUYHO
BOCCTAHOBJICHHOT'O MPE/IIIECTBEHHUKA KaTaIU3aTopa; U 3aTeEM

Ha TPEThEH CTaIUu aKTUBALMU OOpaOOTKY YACTUUHO BOCCTAHOBJIEHHOTO
MPEAIIECTBEHHUKA KAaTallu3aTopa BOIOPOACOAEPKALIUM Ia30M-BOCCTAHOBUTEIIEM IIPU
TpeTher ckopocTu HarpeBanus HR3, mpuuem HR3>HR2, no tex nmop, noka temmeparypa
YACTUYHO BOCCTAHOBJICHHOT'O MPEIIIECTBEHHUKA KaTall3aTopa He JOCTUTHET 3HaUYeHus T,
npuueM 300°C<T,<600°C, 1 BbIAEPKKY YACTUYHO BOCCTAHOBIIEHHOI'O IIPEIIIECTBEHHUKA
Katanusaropa npu T, B TeUEHUE BPEMEHH t,, IIpUUEM t, cocTaBiseT 0<t,<20 4, ¢
00pa30BaHMEM AKTUBUPOBAHHOI'O HAHECEHHOI' O KaTanu3aTtopa cuHTe3a Pumepa-Tponma
Ha OCHOBE KOOaJbTa.

2. Crioco0 mo 1.1, B KoTopoM Ha TepBoi craauu aktubaiuu 0,5°C/Mua<HR1<10°C/muH.

3. Cnioco0 1o m.1, B koTopom Ha niepBoit craauu aktuBanyu 1°C/MuH<HR1<2°C /MuH.

4. Cnioco6 1o 1.1, B KOTOpOM Ha BTOPO# cTaauu akTuBauuu 1<t;<10 u.

5. Cnioco0 no 1.4, B KOTOPOM Ha BTOPOM CTa/IMK aKTUBALUM 2<t;<6 4.
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6. Cnioco0 no 1.1, B KOTOpOM Ha TpeTber CTaauu akTuBauuu 1<t,<10 u.

7. Cniocob 1o 1.1, B KoTopoM 0O6beMHasi CKOPOCTh T'a3a BO BpeMsi 00pabOTOK Ha MEePBOIA,
BTOPOM U TPEThEU CTATUAX SIBJIACTCS ITOCTOSIHHOM.

8. CrocoO 1o 1.1, B KOTOpoM 00paboTKy Ha MEPBOIA, BTOPOW U TPEThEM CTAAUIX
aKTUBALMKU TPOBOAAT NpH aasiieHuu 0,6-1,3 6ap(a).

9. Crioco0 no 1.1, B KOTOPOM Ha MepBOM CTaIMU aKTUBAILUM UCTIONIB3YIOT
BOZIOPOACOAEPKAIIMIA Ia3-BOCCTAHOBUTEIDL, COAEPKALIMA HA KAXKIOW CTAIUM AKTUBALIUU
6o1ee 90 00.% H, u menee 10 00.% unepra.

10. Crioco0 1o 1.1, B KOTOPOM BOJOPOACOACPKAIIMIA Ta3 HA KaXKIOM CTANU aKTUBALMN
conepxut 6oiee 9700.% H, u meHee 3 00.% uHepTa.
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