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W300peTeHne OTHOCUTCS K CIIOCO0Y U3TOTOBIICHHUS
KaTajlu3aTopa THAPOOYNCTKH M K  CIOCOOY
THAPOOUYHMCTKH CEPOCOAEPIKAIIETO YTIEBOXOPOTHOTO
ceipbg. Cmoco0 HM3roTOBICHMS  KaTalld3aTopa
THAPOOUYMCTKH 3aKJIFOYAETCSA B TOM, UTO HOJIOKKY U3
OKCHIIa AaJIIOMHHHSA MPOIMTHIBAIOT PACTBOPOM,
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2% Bec. no 12% Bec. Hukend, ot 1,5 mo 3,5% =Bec.
tdocdopa u rIFOKOHOBYIO KHCIOTY B KOJIMYECTBE OT 1
o 60% Bec. OTHOCHTENIPHO Beca IHOMIIOXKKU. IIpu
He00XOIUMOCTH, 00paboTaHHYI0 MOMJIOKKY CyIIaT
npu Temmepatype ot 40 mo 200°C. [anee
00paboTaHHyI0  IOMJIOXKKY  OOXHramT  IIpH
temmepatype oT 200 mo 650°C. OtHomreHHe Beca
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TJIFOKOHOBOM KHCJIOTHI K OOIIeMy Becy HHKEIs H
MonubeHa, HAHECEHHBIX Ha IOJIOXKY, COCTaBIIAET
no obxwura ot 0,7 mo 1,5. I'MOKOHOBYIO KHCIOTY
HCIIONB3YIOT B JopMe TIIFOKOHOBOM KHUCIIOTHI, HJIH COJIH
[JIIOKOHOBOM KHCIIOTBI, WM 3(pHpa TIIOKOHOBOM
KUCIIOTH. B kauectBe coemmHenus ¢octopa
HCIOIB3yI0T oprodochopuyro kuciory. Cmocob
THIPOOYUCTKH CEPOCOAEPKAIIETO YIIEBOZOPOJHOTO

Crp.: 2

CBIPBSI 3aKJIIOYAETCS B TOM, UTO YTJIEBOJJOPOTHOE CHIPHE
NPUBOAAT B  KOHTAKT C  BEHIIIEYKa3aHHBIM
KaTaJgu3aTOpOM IMPH IMapHUaJbHOM IaBICHHH
Bogopoza ot 1 mo 70 6ap u Temmepatype ot 200 oo
420°C. H3zobpereHHe  IO3BOJACT  ITONIYYHUTH
KaTaJIu3aTOP TUAPOOIUCTKY C BEICOKOM aKTHBHOCTEHIO.
2 H. ¥ 3 3.11. ¢-1181, 3 TAbIMI., 2 Ip.

8.681.9¢ n o

(AR



C 2

RUSSIAN FEDERATION (19)

RU"" 2678 578" C2

(51) Int. CL.

BO1J 37/20 (2006.01)
BO1J 37/00 (2006.01)
BO1J 37/02 (2006.01)
BOI1J27/19 (2006.01)
BO1J 23/883 (2006.01)
BO17 37/28 (2006.01)
BO1J 35/10 (2006.01)
BO1J 35/00 (2006.01)
BO1J 31/04 (2006.01)
C10G 4508 (2006.01)

FEDERAL SERVICE
FOR INTELLECTUAL PROPERTY

(12) ABSTRACT OF INVENTION

(52) CPC

BO01J 37/20 (2018.08); BO1J 37/086 (2018.08); B0O1J 37/0201 (2018.08); BO1J 27/19 (2018.08); BO1J 23/883
(2018.08); BO1J 37/28 (2018.08); BO1J 35/1019 (2018.08); BO1J 35/0006 (2018.08); BO1J 31/04 (2018.08);
C10G 45/08 (2018.08)

(21)(22) Application: 2016120009, 04.11.2014 (72) Inventor(s):
VINTER Ferri (NL),
VAN VELSENES Yan Arend (NL),
RIGUTTO Marchello Stefano (NL),

GILTAJ Patrisiya Jokhanna Anne Mariya (NL),

(24) Effective date for property rights:
04.11.2014

Registration date:

30.01.2019 VAN VLANDEREN Jokhannes Yakobus
Mariya (NL),
Priority: AZGAJ Ali (NL)
(30) Convention priority:
07.11.2013 EP 13191902.9 (73) Proprietor(s):

SHELL INTERNESHNL RISERCH

(43) Application published: 12.12.2017 Bull. Ne 35 MAATSKHAPPI B.V. (NL)

(45) Date of publication: 30.01.2019 Bull. \e 4
(85) Commencement of national phase: 07.06.2016

(86) PCT application:
EP 2014/073639 (04.11.2014)

(87) PCT publication:
WO 2015/067585 (14.05.2015)

Mail address:
129090, Moskva, ul. B.Spasskaya, 25, stroenie 3,
00O "Yuridicheskaya firma Gorodisskij i
Partnery"

8.681.9¢ n o

(AR

2678578

RU

(54) PROCESS FOR PREPARING HYDROTREATING CATALYST

(57) Abstract:

FIELD: chemistry.

SUBSTANCE: invention relates to a method for
preparing a hydrotreating catalyst and to a method for
hydrotreating a  sulfur-containing  hydrocarbon
feedstock. Said method for preparing a hydrotreating
catalyst is that the alumina carrier is impregnated with
a solution containing from 14 to up to 40 wt. % of
molybdenum, from 2 to up to 12 wt. % of nickel, from
1.5 to 3.5 wt. % of phosphorus and gluconic acid in an

Crp.: 3

amount of from 1 to 60 wt. % relative to the weight of
the carrier. If necessary, the treated carrier is dried at a
temperature of from 40 to 200 °C. Next, the treated
carrier is burned at a temperature of from 200 to
650 °C. Further, the ratio of the weight of gluconic
acid to the total weight of nickel and molybdenum,
deposited on the carrier, is from 0.7 to 1.5 before firing.
Gluconic acid is used in the form of gluconic acid, or
a salt of gluconic acid, or a gluconic acid ester. As
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phosphorus compounds, orthophosphoric acid is used.
Said method for hydrotreating a sulfur-containing
hydrocarbon feedstock consists in bringing the
hydrocarbon feedstock into contact with the above
catalyst at a partial pressure of hydrogen of from 1 to

Crp.: 4

70 bar and a temperature of from 200 to 420 °C.
EFFECT: invention allows to obtain a hydrotreating
catalyst with high activity.
S5cl,3thl, 2 ex
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OINMCAHUE

O6nacTh TEXHUKH, K KOTOPOM OTHOCUTCS U300peTeHue

Hacrosiee n3o06peTeHrue OTHOCUTCS K CIIOCOOY U3TOTOBJIEHUS KaTallu3aTopa
TUAPOOYHUCTKHU.

VpoBeHb TEXHUKHU

[Tpu kaTaTUTUYECKOM THAPOOUUCTKE YIIIEBOJOPOIHOTO ChIPhS, TAKOTO KaK ChIpasi HeTh,
JUCTUJUISITBI U XBOCTOBBIE (DPAKIMH CHIPO He(DTH, NCTTOJTB3YIOT KATAJTMTUUECKUE KOMITO3UIINH,
co/ieprKalle METAJIJIbI, CIIOCOOCTBYIOIINE TUIPUPOBAHUIO, /111 YCKOPEHUS peaKIui
oOeccepyuBaHUs U 1€a30TUPOBAHUS U, TEM CAMbBIM, YJIAJICHUS] OPraHUYECKUX COSTMHEHUI CEPBI
Y OPraHUYECKUX COEIMHEHUI a30Ta U3 YIIIEBOAOPOAHOIO ChIPbs. DTOT MPOLECC BKIIOYAET
MPUBEACHUE YACTUIl KATAJIM3aTOPA B KOHTAKT C YIJIEBOJOPOIHBIM ChIPEM B YCIOBUSIX
MOBBIIIIEHHBIX TEMIIEPATYPHI U IABJICHUS B IPUCYTCTBUU BOJOPO/IA C IEJIbIO MPEBPAIICHUS
COEIMHEHUM CEePbI ChIPbsI B CEPOBOIOPO/I M COEIMHEHUI a30Ta ChIpbs B amMuak. CepoBoaopon
Y AMMUAK 3aTeM YJAJISIOT, OIy4yasi TUAPOOUYUIIIEHHbBINA TPOIYKT.

KaranuzaTopsl rHApOOUYUCTKY COJIEPKAT B KAUECTBE KOMIIOHEHTOB CIIOCOOCTBYIOIIHE
TUIPUPOBAHHUIO METAJUIbI HA TYrOIIaBKOM okcuze. Kak npasuino, crnocoOCcTByome
TUAPUPOBAHUIO METAJUTBI MTPEICTABISIOT COOOM MeTasutbl VI rpynibl, Takue Kak MOJIMOIeH
u/unu Bosibpam, U Metasutbl rpynnsl VIII, Takue Kak HUKENb W/ KooanbT. MaTtepuai
MOJIJIOKKH B BUJIE TIOPUCTOT'O TYTOIUIABKOT'O OKCUIA OOBIYHO MOKET MPEACTABISITh COOOM
okcup amoMunus. [IpoMotopsl, Takue kak pocdop, Takke MOTYT ObITh UCITOJIB30BAHBI B
KauecTBE KOMITOHEHTA KaTaJIu3aToOpa T'UIPOOUUCTKH.

Nmeetcs He criagaromuil MHTEpeC K JalibHEHIlIeMy YCOBEPIIEHCTBOBAHUIO pab0UYMX
XapaKTEPUCTUK 3TUX KATaJIU3aTOPOB.

Crioco0, KOTOPBIN MOXKET MPUBECTHU K YITYUIICHUIO paO0UYMX XapaKTePUCTUK, 3aKITFOYAETCS
B 00pabOTKe MOTIOKKHU PACTBOPOM, COJIEPKAIIMM KATATUTUUECKUA AKTUBHBINM METaILT U
OPraHUYeCKUi JIMTaH 1, U MOCIIeAYIOIIEH Cyllike 00padboTaHHOM MMOoIT0KKU. Kak yka3bsiBaeTcs
B IMyOukanusx, Takux kak EP-A-0482818, WO-A-96/41848, WO 2009/020913 u WO 2012/
021389, ecnu He MPOBOAUTH OOXKUT TAKOTO BBICYIIEHHOT'O KaTaIM3aTOPa, MOXET OBITh
JIOCTUTHYTO YJIyUllleHHe TTapaMeTpoB. MI3roToBjeHHE KaTaIu3aTOPOB, KOTOPHIE TOJIBKO
CyIlIaT, HO HEe 00KUIalOT, OTHOCUTEIBLHO CIIOKHOE U TPYJ0EMKOE ISl peaIbHBIX YCIIOBUIA
CEpUITHOTO IIPOU3BOJICTBA.

Llenbro HacTOsIIETO U300PETEHUS SBIISETCSI OTHICKAHKUE CITOCO0A, OTHOCUTENIBHO MTPOCTOTO
B peau3alyy, HO MO3BOJISIONIETO MOJIYUYUTh 00J1a1a101IUN BHICOKONM aKTUBHOCTBIO
KaTajlv3aTop TMAPOOUYUCTKHU, TPEIHA3ZHAUECHHBIN 711 IPOU3BOACTBA TOILUIMBA C HU3KUM
COAEPKAHUEM CEPBI U a30Ta, TAKOTO KaK JIM3€JIbHOE TOIUIUBO C HU3KKUM COAEPKAHUEM CEPBI.

CymHocTb n300peTeHus

Br110 06HApPYKEHO, UTO 3TA LEIb MOXKET OBITh JOCTUTHYTA ITyTeM 00paOOTKHU MOITOKKH
CO/IepIKAIIMM METAJLT TPOMTUTOYHBIM PACTBOPOM, IOTIOJIHUTEILHO COJIEPKAIIUM TJIFOKOHOBYIO
KHUCIIOTY.

CrnenoBaTenbHO, HACTOSIIIEE M300PETEHNE HATIPABIIEHHO HA CIIOCO0 U3rOTOBJICHUS
KaTaju3aTopa ruApOOUYUCTKH, coJiepKaIiero ot 5% Bec. 10 50% Bec. MonudieHa, ot 0,5%
Bec. 10 20% Bec. Hukens v ot 0 10 5% Bec. hocdhopa OTHOCUTEITBHO OOIIET0 CYXOTo Beca
KaTajau3aTopa, BKIIOYAIOUIUN:

(a) 06pabOTKY MOTOKKH U3 OKCUIA ATFOMMHUS MOJIMOIEHOM, HUKeJIeM 1 oT 1 10 60%
BEC. TJIFOKOHOBOM KHCIIOTHI OTHOCUTEIIBHO Beca MOTOKKH U, He00sI3aTeIbHO, GochopoM,

(b) HEOOS3ATENBHYIO CYIIIKY 00pabOTaHHOM MOTIOKKH IMpH Temrepatype oT 40 go 200°C
u

(c) 06xUr 06padboTaHHOM U, HEOOSA3ATEIBbHO, BHICYILIEHHON MOI0KKHK IIPU TEMIIepaType

Crp.: 5
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oT 200 1o 650°C ¢ mojy4eHrueM 000X KEHHOM 00padOTaHHOMN MOMTOKKH.

B cooTBeTCcTBUM C TAHHBIM CIOCOOOM, KaTaJIU3aTOPbI THAPOOYUCTKH MOTYT OBbITh
W3TOTOBJIEHBI TPU IOMOIIM OTHOCUTENIBHO IMMPOCTOTO IMTPOLECCA, BKITIOUAIOIIETO OTPAHUYEHHOE
YUCJIO TEXHOJIOTUUECKUX cTaauil. [IoMrMMO TpOCTOTHI U3rOTOBJIEHHUS, U300 PETEHUIO
CBOMCTBEHHO MPEUMYIIECTBO, 3aKJTIOUAIOIIEeCs B TOM, YTO MOJYyUYEHHBIE KaTaJIu3aTOPhI, KaK
OBLIIO YCTAHOBJICHO, 00JIAIaI0T BEICOKOM aKTUBHOCTBIO B OTHOIIICHUH THIPOOOEeCCeprUBaHMSL.

ITonpobHOe onmcanue u300peTeHUs

KaranmuzaTop HacTOsIIEero M300peTeHrs U3roTaBIMBAIOT C UCITOIB30BAHUEM IO ITTOKKHU
U3 okcuaa aaoMuHud. [TpeAnouTuTenbHO, MOJI0OKKA COCTOUT U3 OKcuaa aatoMuHus. bosee
MPEANIOUYTUTEIIBHO, TTOJIOkKKA COCTOUT U3 TaMMa-OKCH/Ia aJTIOMUHUS.

ITopucras nmomioxkka KatajadzaTopa MOXKET XapaKTepU30BAThHCS CPETHUM JTUAMETPOM
MOP B IMATIA30HE OT 5 710 35 HM, U3MEPEHHBIM B COOTBETCTBUM C UCTIbITaHUEM ASTM D-4222.
OO61mmit 00BeM MOP TYTOINIABKOTO OKCHJIA, IPEAIIOUTUTEIBHO, JISKUT B TUarna3one ot 0,2 10
2 MII/T.

[Tnomanb MOBEPXHOCTH MOPUCTOrO TYTOIJIABKOTO OKCUA, U3MepeHHass MeTojioM BET

(bpyHnayspa-Ommera-Temnepa), kak mpaBuiio, mpesbimaer 100 M2/T, 1 OGBIYHO JIEKHT B

muamnasone ot 100 mo 400 M2/T. ITnomanps moBEpXHOCTH clieayeT usMepsatb Metojiom BET B
cooTBeTCTBUM C ucnbiTanneM ASTM D3663-03.

KartanmzaTop coepXUT KaTaTuTUIECKH AKTUBHBIC METAJIJIbI, HAHECEHHBIC Ha ITOJITIOKKY.
DTUMH KaTATMTUYECKU AKTUBHBIMU METAJIJIAMU SIBIISIFOTCS MOJIMO/ICH B COUETAHUHY C HUKEJIEM.
[TpeamouyTuTenbHO JOTIOTHUTETBHOE TpUCYTCTBHE hochopa. CiaemoBaTenbHO, 00paboTaHHAS
ITOJIJIOKKA M3 OKCHJIA aJTFOMUHMUS, IIPEANOYTUTEIBHO, COACPKUT MOJIMOIeH, (pochop,
TJTIOKOHOBYIO KUCITOTY Y HUKEITh.

MeTamumyeckuit KOMITIOHEHT MOYKET IPEICTABIISTh COOOM METaJUT KaK TAKOBOW WITH JTFOOOM
coJiepyKaIlui METaJT KOMIIOHEHT, BKJTFOYast, TOMUMO ITPOYETO, OKCHIIBI METAIIIA, THIPOKCHJIBI
MeTajuia, KapOOHAThI METaJlIa M COJIM MEeTaJlIa.

Yro kacaeTcst HUKeJIs, METAJUTMIECKUI KOMITOHEHT, TTPEITOYTUTEILHO, BEIOPAH U3 TPYIIIIHI,
COCTOSIIIEN U3 aneTaToB, POPMUATOB, MUTPATOB, OKCUIOB, TUAPOKCUIOB, KAPOOHATOB,
HUTPATOB, CYJIL(GATOB U JIBYX WIIM HECKOJIBKUX COCTMHEHUM U3 ITePEUMCIICHHBIX.
[TpenmouTuTenbHO, COePKAIINI HUKETh KOMITOHEHT IPEACTaBIISIET COOOM HUTPAT MeTaJjlia.

UYro kacaercs MOIMOIEHA, TTPEAMTOYTUTEILHBIMHU COJISIMU METAJIJIOB SIBJISTFOTCSI OKCHTBI
MOJIMOAeHA U CyJTbGUIBI MOJIMOACHA. boltee mpeamouTUTeTbHBI COJIH, JOTIOTHUTEIIHHO
coJiepkanire aMMOHHWM, TAKKE KaK TeNTaMOJIMO/1aT aMMOHUS U IMMOTTMOIaT aMMOHMUSL.

Hcnonb3yemoe coenuuerne hocdopa, mpeAarnouTUTEIbHO, BRIOPAHO U3 TPYIIIIHI, COCTOSIIIEH
u3 KUCIToT (hocopa, Takux Kak MetadochopHas KuciaoTa, mupodochopHas KUCIIOTa,
opTodochopHas kucinoTa v pochopHast KUCIOTa, U MMPEKYyPCOPOB JIF000H KMCITIOTHI hocdopa.
ITpexypcopowm siBsieTcst pocopcomepxaliee CoOeAMHEHNE, KOTOPOE B IPUCYTCTBUU BOJIBI
MOXeET 00pa30BbIBATH, [0 MEHBIIIEH Mepe, OJTMH KUCIIOTOOOPa3yIOIIUii aTOM BOJIOPO/A.
[TpenmoututeTbHBIMU MTPEKYPCOPAMHU SIBIISIIOTCS OKcu pocdopa u gpocdop.
[TpennouturensHON KUCTOTOM (hochopa sBisercs opTodocdopras kucinora (HzPOy).

Hukenb MOXET MpUCYTCTBOBATH B KATAIIM3ATOPE TMIPOOUYMCTKU B KOJIUYECTBE, JIEKAIIEM
B quarmasoHe ot 0,5% Bec. 10 20% Bec., MPEAMOUYTUTENLHO, OT 1% Bec. 10 15% Bec., HauboJee
MPEANIOYTUTENIBHO, OT 2% Bec. 10 12% Bec. MeTalljla OTHOCUTEIIbHO OOIIEro cyXoro Beca
KaTajam3aTopa TMIAPOOUYUCTKH.

MomubaeH MOXKeT MPUCYTCTBOBATH B KATATIM3ATOPE TUAPOOUUCTKHY B KOJIMUECTBE, JIEKAIIEM
B uamna3oHe ot 5% Bec. 10 50% Bec., Mpeano4YTuTeIbHo, oT 8% Bec. 10 40% Bec., HauboJee
MPEANOYTUTENBHO, OT 10% Bec. 10 30% Bec. MeTasIa OTHOCUTEILHO OOIIETO CyXOTo Beca

Crp.: 6
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katanuzaTtopa. Hanbonee npeamodTuTeIbHO, KOJIUYECTBO MOJIMOAEHA COCTABIISET, IO
MeHblel Mepe, 11% Bec., 00J1ee KOHKPETHO, TTO MeHbIIIel Mepe, 12% Bec., 00Jiee KOHKPETHO,
1o MeHbliel Mepe, 13% Bec., 6ojiee KOHKPETHO, MO MeHbIIeH Mepe, 14% Bec.

dochop, TpeAnOUTUTEITBHO, IPUCYTCTBYET B KATAIM3ATOPE THIPOOYUCTKHY B KOJTUIECTBE,
nexateM B auana3one ot 0,1 1o 5% Bec., nmpeanodruresbHo, ot 0,2% Bec. 10 5% Bec.,
HauOoJIee MPeAnoYTUTEIbHO, OT 0,5 10 4,5% Bec. hochopa OTHOCUTEITBHO OOIIETO CYXOTO
Beca katanuzatopa. Hauboiree mpearmouTuTebHo, KoaudecTBo pocdopa cocrasiser ot 1,5
110 3,5% Bec. OTHOCUTENIBHO OOIIEero CyXOoro Beca KaTajau3aTopa.

MeTtautbl, Kak MpaBUIIo, TPUCYTCTBYIOT B (hopMe okcuaa wimm cyiabduna. s onpenenenus
CoZIepKaHUs MeTaJlJla MPUHUMAETCS, YTO OHU ITPUCYTCTBYIOT B (pope MeTasia Kak TAKOBOT'O
BHE 3aBUCUMOCTH OT UX peanibHOM (popmbl mim cocTostHus. CyXoii BEC - 3TO BEC IPU YCIIOBUH,
YTO BCE JIETy4Me COEeMHEHMS], TAKKE KaK BOJIa U TJIFOKOHOBAS KUCIIOTA, ObLIM yaasieHbl. Cyxon
BEC MOXET OBITh ONIPE/IeIEH MyTeM BBIIEP)KUBAHUS KaTalu3aTopa npu temiepatype 400°C
B pEeUYCHMH, IO MEHBIIIEH Mepe, 2 yacoB. J1jis pacdera comeprkanus pocdopa MpuHUMAETCS,
4yTO (pochop MPUCYTCTBYET KaK 3JIEMEHT BHE 3aBUCUMOCTH OT €ro peajbHON (POPMBI.

KomnruecTBo ri1toKOHOBOM KUCTIOTHI, MPEANOYTUTEIBLHO, COCTABIISIET OT 2 10 40% Bec.
TJTFOKOHOBOM KHUCIIOTBI OTHOCUTENILHO Beca CyXOM MOIOKKH, 0oJiee MPeAroUYTUTEIbHO, OT
3 1o 30% Bec., 6oee KOHKPETHO, OT 4 10 20% Bec.

[TpeanmouTuTenbHO, KATAIU3ATOP TUAPOOUYUCTKU COCTOUT U3: oT 0,5% Bec. 1o 20% Bec.
HUKes, oT 5% Bec. 10 50% Bec. monubaeHa v oT 0,1% Bec. 10 5% Bec. hochopa, coaeprkanue
BCEX METAJUIOB JJAHO OTHOCUTEJIbHO OOIIEro CyXOro Beca KaTainu3aTopa, HAHECEHHbBIX Ha
TMTOJIJIOKKY U3 OKCHJIA ATTFOMUHUS, 00JIee MPEITOUYTUTETBHO, TOIIOKKY, COCTOSIITYIO U3 FaMMa-
OKCHa aJIIOMUHUS.

Karanmutndyecku ak THBHBIC METAJUTBI, TITFOKOHOBYIO KUCITOTY M (pochop, TPeITOYTUTEITBHO,
BBOJIAT B ITOJIOKKY ITyTEM 00Pa0OTKH IMOITIONKKH PACTBOPOM, COACPIKAIIM ITH KOMITOHEHTBI.
Hawubosee mpeAnoyTUTENTbHO, 3TH KOMIIOHEHTHI BBOAST ITyTEM IMPOTUTKHU TOPOBOTO 0OBEMA
pacTBOPOM, COACPKAIIMM 3T KOMIIOHEHTHI. SIBJISeTCS MPeANOYTUTEIbHBIM, YTOOBI BCE
KOMITIOHEHTBI IPUCYTCTBOBAJIM B OJTHOM PacTBOpe, HauboJiee MpearnoYTUTEILHO, B BOJHOM
pactBope. MOXET CIIyUUThCSI, YTO HE BCE KOMIIOHEHTBI MOKHO COYETATh B OJJHOM
IIPOIIMTOYHOM PACTBOPE, HAIIPUMED, U3-3a TPOOJIEeM CTAOMIIFHOCTU. B TaKOM ciIydae MOKeT
OBITH MPEANOYTUTEIBHBIM UCIIOJIb30BAHUE JIBYX UJIM OOJIee paCTBOPOB C HEOOS3ATEIHbHOM
CTaJMel CYIIKU MEXIy HUMHU.

Hacrosium n3o0pereHreM npeaycMaTpuBaeTcs 00padoTka MoAJI0KKU TITIOKOHOBOM
KHUCIIOTOM. ITO MOXKET OBITH JIMOO TJIIFOKOHOBAS KUCIIOTA, JIMOO COJIb TJIIOKOHOBOM KUCIIOTEI,
MO0 CITOXKHBIN 3PP TITIOKOHOBOM KUCIIOTHI, KOTOPBIN B pacTBOpE 00pa3yeT IIIFOKOHAT.
Ecnu st 06paboTKu MOAI0KKHU UCTIONB3YIOT PACTBOP, 3TOT PACTBOP, BOOOIIE, COAEPKUT
COJIb IJTFOKOHOBOM KUCIOThI, BO3MOKHO, CBEPX TOTO, M ITTIOKOHOBYIO KUCJIOTY KaK TAKOBYIO.
B xoHTeKcTe HacTOsIIIero u300peTeHust 00padboTKa MOIJI0KKHU COIbIO FITIOKOHOBOM KUCIIOTHI
Tak)ke paccMaTpUBaeTCs Kak o6paboTKa MOJIOKKHY TITIOKOHOBOM KUCIIOTOM.
[TpeanouturenbHO, pacTBOP 111 OOPaOOTKHU MOIJIOKKHM TOTOBST IMMyTeM J100aBJICHUS
TJIFOKOHOBOM KUCIIOTHI B PACTBOPUTEIb.

[TpeamouTuTenpbHO, OTHOIIICHUE Beca TITIOKOHOBOM KUCIIOTHI K OOIIIEMY BECY HUKEIIS U
MoJiOJIeHa, HAHECEHHBIX Ha MOJIJIOKKY, cocTasisieT oT 0,1 1o 5, 6oyiee KOHKpeTHO, OT 0,1
1o 3, 6oJiee KOHKpETHO, oT 0,2 10 3, OoJiee mpeAnouTUTeNnbHO, oT 0,3 10 2,5, 6osee
MPEANIOYTUTENBHO, OT 0,5 10 2, OoJee mpearnouTuTeabHo, oT 0,6 1o 1,8, Hauboee
MPEANOYTUTENIBHO, OT 0,7 1o 1,5.

Ha cranuu (b) o6paboTaHHas MOT0KKA MOXKET ObITh BBICYIIICHA TIEpe/T cTaauei (C)
00wra. JledCcTBUTENBHO JIU CYIIIKA TOJHKHA OBITh MPOBE/IEHA U, €CITH TaK, ITPU KAKHX YCIIOBUSIX,
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3aBUCUT OT KOJIMUECTBA MPUCYTCTBYIOLIMX JIETYYMX KOMIIOHEHTOB U OT YCJIOBUIA
nocieaytoiiero ooxura. Boobe, cynky npoBoaat B TedueHuu ot 0,1 10 6 yacoB npu
temnepatype ot 40 10 200°C, 6os1ee KOHKPETHO, B TeueHuH oT 0,5 10 4 4acoB mpu
temriepatype ot 100 go 200°C. Hauboiiee npeaAnoYTUTENIBHO, CYLIKY POBOASAT IyTEM
KOCBEHHOI'0 HArpeBa, UTO 03HAYAET, YTO HATPEBAIOT CPEAY, OKPYKAIOIILYIO KOMITO3ULUIO.
KocBeHHbIl HarpeB BKIIIOYAET UCIIOJIb30BAHUE MUKPOBOJIH.

Craaurio (¢) 006xura, IpearnoUYTUTENIbHO OCYIIECTBIIAIOT B TeueHuu ot 0,1 10 6 yacoB npu
temnepatype ot 200 10 650°C, 6ojiee KOHKPETHO, B TeUeHUH oT 0,5 710 4 4acoB MpH
temriepatype oT 250 no 600°C, 6osiee KOHKpeTHO, oT 280 10 550°C.

be3 cBs3u ¢ kakoH-TMO0 Teopuel MoyaralT, UTO YIIyUIIeHHE pab0oUuX XapaKTePUCTUK
MPOUCXOIUT 3a CUET B3AaUMOJICUCTBUSI MEK/Y KATAJIUTUUECKU AKTUBHBIM METAJIJIOM,
MOJITIOKKOW U TJIIOKOHOBOM KUCITIOTOM. CUUTAETCS, UTO TAKOE B3AUMO/JIEHCTBUE BENIET K
YMEHBIIIEHUIO YaCTHIl OKCHUJIa MeTajlia TPy 0OKHUTe, TIPU 3TOM, 3TOT pa3Mep YaCTHI]
COXpaHSETCs BO BpeMsl CYIb(MUIUPOBAHUS.

O00xKXKEeHHYI0 00pa0OTaHHYIO MTOIOXKKY MEePe] UCTIOIb30BAHUEM JIJISI TUAPOOUUCTKH,
MPEANIOYTUTENTBHO, CYIbGUANPYIoT. ClieToBaTeIbHO, CIOCO0 HACTOSIIEr0 U300 pEeTEHUS,
MPEANIOYTUTENIBHO, TIOTIOJIHUTEIBbHO BKIItOUaeT (d) cynbpuaupoBaHue 000K KEHHON
006pabOTaHHOM MOJIOKKH C MOJIYYEHHUEM KaTaIu3aTopa TMIPOOYUCTKH.

[Tocne cynbduarpoBaHus, KOTOPOE MOXKET OBITH OCYIIECTBICHO HA MECTE UJIM BOBHE,
KaTajlr3aTopP CUATAETCS TOTOBBIM JIJISI UCTIOJIb30BAHUS B TPOMBIIILNIEHHOCTH.

Hacrosiiym n3o0peteHneM Takke 00ecreuynBaeTcs Crioco0 rMIpOOUYUCTKU
CEPOCOJIEPHKAILETO YIIIEBOAOPOIHOTO ChIPbsl, KAKOBOM CITOCOO BKIIIOYAET MPUBEICHUE
YIIIE€BOJOPOIHOTO ChIPhS IIPU MaPpLUUATIBHOM JaBJIIEHUH Bojiopoaa oT 1 1o 70 6ap u
temnepatype oT 200 10 420°C B KOHTAKT C KaTaIU3aTOPOM, MOJIYYEHHBIM B COOTBETCTBUU
C HACTOSIIUM U300pETEHUEM.

CynbdumupoBanue 000X KEHHON 00pabOTaHHOMN MOTOKKH MOXKET OBITh IMPOBEICHO C
UCIOJIb30BAHUEM JTF0O0T0 OOBIYHOTO ClTOCO0Aa, U3BECTHOTO CIIENUATIMCTAM B TJAHHOM 00J1aCTH.
Taxk, o0oxokeHHast 00paboTaHHAS IMOIJTOKKA MOXKET OBITh TPUBEACHA B KOHTAKT C
raz000pa3HbIM TOTOKOM, COJIEpKAIIMM CEPOBOAOPO U BOJIOPO. B npyrom Bapuante
OCYIIECTBJIEHUS, 000XIKEHHYIO 00pabOTaHHYIO MOJJIOKKY TPUBOISAT B KOHTAKT C
CEPOCOIEPKAILUM COEIMHEHUEM, KOTOPOE IIPU Pa3JIOKEHUH BBIIETIAET CEPOBOAOPO/, B
YCIIOBUSIX KOHTAKTa HACTOSIIIIEro u3ooperenust. [ [pumepamu pasnararonmxcsi Takum o0pa3zom
COEIMHEHUH SIBIISIOTCA MepKanTanbl, CS,, ThodeHsl, numetuicyibdun (DMS) u

mumetuucyabhua (DMDS). Eme ogHMM MpearnoyTUTETbHBIM BAPUAHTOM SIBJISIETCS
MpOBeJIeHUE CYJIbOUANPOBAHUS ITyTEM MTPUBEACHUS KOMIIO3UIUK B HAIJIEKAIIUX YCIIOBUIX
CyIb(pUPOBAHUS B KOHTAKT C YIJIEBOJIOPOIHBIM ChIPbEM, B KOTOPOM UMEETCS CEpOCOAepKAIIIee
coemuHenue. Cepocoiepkaliee COeTMHEHNE YTIEBOAOPOTHOTO ChIPhSI MOXKET MPEACTABIIATh
00011 OpraHuvecKoe COeAMHEHUE CePhl, B YACTHOCTH, COEAMHEHHUE, KOTOPOE OOBIYHO
COZIEPKUTCS B AUCTUILIATAX HEPTH, TOJABEPraeMbIx 00paboTKe criocodamu
runpoodeccepuBanusi. OObBIYHO, TEMIIEpATYPA CYJIbPUIMPOBAHUS JISKHUT B IMana3oHe ot 150
1o 450°C, mpeanouturennsbHo, oT 175 no 425°C, Haubonee npeanoyTuTeabHo, oT 200 10
400°C.

JlaBieHue cyabpUIMpOBaHUs MOXKET JIEKATh B Auara3zone ot 1 6ap mo 70 6ap,
MPEANOYTUTENBHO, OT 1,5 6ap 10 55 6ap, HauboJee MPeANOUYTUTENIHLHO, OT 2 0ap 10 45 6ap.

Bbonee moapoOHO HacTosIIee M300peTeHUE MOSICHAETCS HUXKECTEAYIOIMMU MTPUMEPAMU.

ITpumepsl

[Tpumep 1 - KatanuzaTtop, coaepkaiuiit HUKelIb/MOIU0O1eH

Breimyckaemyro cepuitHO MOUIOKKY MOATOTOBUIIM Iy TEM SKCTPYAMPOBAHUS IICEBIOOOMUTA
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C TTOJTyYEHHEM TPEXJI0IbUATHIX YACTHIl pa3MepoM 1,3 MM U MX CYIIIKH U O0XKHUTa C MTOJTyYCHUEM
MMOJJTOKKHU M3 OKCUJIA aJIFOMUHUS, KaK OIMCAaHO B TaOsme 1.

Cpenauii 1uaMeTp IOp U3MEPSIIU B COOTBETCTBUM ¢ UcTIbITaHueM ASTM D-4222. [Tnomanb
ITIOBEPXHOCTU U3MEPSIJIM B COOTBETCTBUM € ucnbiTanueM ASTM D-366303.

Tabmuna 1 - CeoiicTBa MOQIOXKU U3 OKCHUIA ATIOMUHUS

Tab6mvua 1
CaoiicTBO TMonnoxka
Temmeparypa obxura, °C 535
[Tnomanp nosepxHoctu no BET, Mz/r 300
CpenHuii TuaMeTp op, HM 9

Meranmuueckre KOMIIOHEHTHI KaTaIM3aTOPa BHOCUIIU B YKA3aHHYIO MOJIOKKY ITyTeM
MIPOITUTKYU TTOPOBOTO 00BEMA C IOTYYSHUEM CIIETYIOIIETO COACPKaHUsI METAJUIOB (BEC MeTallIa
OTHOCHUTEJIBHO CyXOT'0 Beca BCero karainuzaropa): 15% Mo, 3,5% Ni, 2,2% P. ITponuTouHbIi
pacTtBop coaeprkai GochOopHYIO KUCTIOTY, OKCUIT HUKENIS, TPUOKCUI MOJIMO/IeHA U TITFOKOHOBYIO
kucinoty. O01mmit 00’beM TOTOBOTO pacTBopa ObL1 paBeH 98% 00beMa BOISIHBIX ITOP MOIIOKKU
U3 okcuaa amoMuHus. KoHueHTpaus rIlOKOHOBOM KMCIIOTHI B IPOMTMTOYHOM PacTBOpe
cocrtaBuia 20% Bec., YTO COOTBETCTBYET COJIEPKAHUIO TJIFOKOHOBOM KUCIIOTHI 12,5% Bec.
OTHOCHUTEIIBHO MOJIOKKHU.

3aTeM MPOMMUTAHHYIO MOATOKKY cyrmid ipu 110°C 2 yaca, 1ocsie yero moaBepriv 00KUry
B TeueHuH 2 yacoB npu 400°C mid ynaneHus III0KOHOBOH KUCIIOTHI.

bb11 monydeH cneayromui KaTaau3aTop.

Tabmna 2 - Kataymzatop Ni/Mo

Tabmuna 2

OO6BbeMHBII BeC YILIOTHEHHOTO
maTtepuana (r/mi)

KomiuecTBO TITIOKOHOBOM KHCITOTHI (%BecC. OT-

Temmepatypa oOxura
HOCHUTEJIBHO MOJIOKKH)

Kartammzatop

1 12,5 400 0,72

[Tpumep 2 - AKTUBHOCTH KaTaau3aTopa

JI71s ucibITaHUS aKTUBHOCTH KaTaJIM3aToOPa, COOTBETCTBYIOIIETO U300PETEHHIO, B
OTHOIIIEHUH 00ECCEPUBAHUS TIO CPABHEHUIO C CEPUIMHBIM KOHTPOJIBHBIM KaTaJIM3aTOPOM
UCTIOJIb30BAJIM MUKPOPEAKTOPHI C OPOIIAEMbIM CIIOEM.

JloBesieHrne KOMITO3UIUM 10 TpeOyeMbIX MapaMETPOB U CYIbOUAMPOBAHKUE TTPOBOIUIN
ITyTEM X TIPUBEICHUS B KOHTAKT C XUIKAMH YIIIEBOAOPOAaAMH, COJIEPKAIIUMU CEPY B
KosmyecTBe 2,5% Bec. Y CI0BUsI POBEICHUSI 3TUX UCTTBITAHUI ObUIH CIIEAYIOIIMMU: OTHOIIIEHHUE
ra3/Hedth 300 11 ipu H.y./KT, naBieHue 40 6ap, yacoBass 00bEMHASI CKOPOCTH KUIKOCTH |

gl CpeaHeBeCcOoBYIO TeMIIepaTypy clios MoAAepKUBaM B quamna3one ot 340 qo 380°C.

ChIpbe, UCTIOIB3YEMOE JIJIs1 UICITBITAHUMN, IPEICTABIISIIO COOOM He pa3aeNieHHbIN Ha (hpaKyn
ra3omJib, cojepxauini 1,28% Bec. cephl.

VYcnoBus mpouecca U CBOWCTBA ChIPbs TUITUYHBI /17151 OOBIYHBIX OTIEpPALHii, TIPOBOIUMBIX C
JIM3EIIbHBIM TOIUJIMBOM C HU3KUM COAEPKAHUEM CEPBI.

KoHcTaHTBI CKOPOCTH OIpeIesIsiiii UCXO 151 M3 mopsiaka peakuuu 1,25. Temnepartypa,
HeoOxouMas JIs MOJIy4eHus IPOIyKTa, cojepxkaiiero 10 yacteit Ha MUJIJTMOH CEPHI,
npuBe/ieHa B Tabiuie 3. bosiee HU3Kas TeMrepaTypa JJIsl MOJIyYeHUsI TAKOTO COAEPIKaHUs
cepsl U Ooiiee Boicokass RVA (relative volumetric activity - oTHOcUTeNIbHass 0ObeMHAs
AKTUBHOCTbB) YKa3bIBAIOT HA TO, UTO KATAIU3ATOPHI, COOTBETCTBYIOIIUE HACTOSIIEMY
U300peTeHnI0, 00J1a1a10T YCOBEPIIEHCTBOBAHHBIMU pabOUYMMU XapaKTEPUCTUKAMU.

OTtHOcUTENbHYIO 00BEMHYI0 aKTUBHOCTB (RVA) KaTtanmzaTopa 1 onpeaensyii OTHOCUTETIbHO
CEPUMHOI0 KOHTPOJIBHOI'O KATAIIM3ATOPA, COAEPKABILIETO AHAJIOTMUHBIE KOJIMYECTBA HUKEIIS,
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MoJmbaeHa u pocdopa U UMeBIIIETO OOBEMHBIN BEC YIUIOTHEHHOTO MaTepuaa 0,74 mi/r,
Jlajice UMEHYEMOTO «KOHTPOJIbHBIN KaTaJIU3aTOP».

B TaGnvne 3 nmpuBeneHa TeMiiepatypa, HeOOXoauMast IS MOJIyYeHUs TPOAYKTa,
coxepxatero 10 yacrelt HAa MUJUIMOH cephl. boilee HU3Kas TemniepaTtypa Ui OJIyYeHUs
TaKOT'0 COAepKaHUs cepbl U Ooitee BhIcOKast RVA yka3bIBalOT Ha TO, UTO KaTalM3aTop,
COOTBETCTBYIOIIMI HACTOSIIIEMY U300PETEHHIO, 00JIaaeT YCOBEPIIEHCTBOBAHHBIMU
napameTpaMu 1o CPAaBHEHHUIO C KOHTPOJIBHBIM KAaTaIU3aTOPOM.

Tabmuna 3 - AKTUBHOCTh B OTHOIICHUH THAPOOOECCepUBaHUS

Tabmuna 3
Temnepatypa amns nmonyuenus 10 yacreit Ha MWUTHOH S B mpoaykre (°C) RVA (%)
KoHTpoJIbHBII KaTaIu3aTop 368,5 100
1 363,9 115

(57) ®opmyna uzoobpeTeHus

1. Crioco® U3roTOBIEHUS KaTajau3aTopa T’MAPOOYUCTKH, COJEPKAIIETO OT MO MEHbIIIEH
Mepe 14% Bec. 1o 40% Bec. MmouOaeHa, OT 2% Bec. 10 12% Bec. HUKens U oT 1,5 1o 3,5% Bec.
dhochopa oTHOCUTETHLHO OOIIIEro CyXOoro Beca KaTaim3aTopa, BKIIFOYAIOIINUN OTpaHUUYEHHOE
YUCIIO CIIEAYIOLIUX CTaIUM:

(a) 0O6pabOTKY IMOTOKKHM U3 OKCHIIA AITFOMUHUS ITOCPEACTBOM ITPOIUTKH ITIOPOBOr0 00BEMa
pPacTBOPOM, COAEPKAIIMM TaKUE KOMIIOHEHTHI, KaK MOJIMOAEH, HUKeNb U oT 1 10 60% Bec.
TJTIOKOHOBOM KUCITOTHI OTHOCUTEILHO Beca MOTOKKH, a Takxke hochop, TpUIeM IITIOKOHOBAs
KHUCJIOTA UCTIOJIB3yeTCs B (POpME IITFOKOHOBOM KUCIIOTHI, UIIA COJIA TITFOKOHOBOM KUCITIOTHI,
WK 3¢durpa IITIIOKOHOBOM KUCIIOTHI, KOTOPLIH (3¢Up) 0Opa3yeT B paCTBOpE TIIFOKOHAT, a
coenuHeHue gocdopa npeacTabisieT codoii opTodochopHyIO KUCTIOTY,

(b) HEOOsI3ATENBHYIO CYLIKY 00pabOTaHHOM MOTIOKKH IpU Temrepatype oT 40 go 200°C
u

(c) 06Ur 06pabOTaHHOM U, HEOOSA3ATEIBbHO, BHICYILIEHHON MTOJI0KKHY IIPU TEMIIEpaType
oT 200 1o 650°C ¢ mojy4eHrueM 000X KEHHOM 00pabOoTaHHON MOTOKKH,

Y B KOTOPOM OTHOIIIEHHE Beca IIIFOKOHOBOM KUCIIOTHI K 0OIIIeMy BeCy HUKEIS U MOJIMOAcHA,
HAaHECEHHBIX Ha MOJJIOKKY, COCTaBIIseT 40 o0xwura ot 0,7 1o 1,5.

2. Croco0 110 1.1, B KOTOPOM KOJIMYECTBO IITFOKOHOBOM KMCIIOTHI COCTaBIseT oT 2 10 40%
BEC. OTHOCUTEIILHO OOIIIETO CyXOro Beca MOII0KKH.

3. Criocob o .1, B KOTOpOM IOJIJIOXkKKA MPEICTABIsET COOOM raMMa-OKCH aJTFOMUHMSL.

4. Crioco6 mo 1ro00My U3 M. 1-3, JTOTTOTHUTEITFHO BKITIOUATOIITHIA

(d) cynpdpuarpoBanue 000k KEHHOM 00paOOTAHHON MOMTOKKH C TTOJTyYeHUEM
KaTajau3zaTopa TMIPOOUYUCTKH.

5. Criocod rugpoOUrCTKH CEPOCOACPKAIIETO YIIIEBOJOPOIHOTO ChIPhS, BKIIOUAIOIIIHIA
MIPUBEACHUE YIJIEBOOPOHOTO ChIPhS MPU MapluaIbHOM JaBjeHuy Bojopoaa ot 1 go 70
6ap u remnepatype ot 200 10 420°C B KOHTAKT C KAaTAJIM3aTOPOM, IMOJIYUYEHHBIM B
COOTBETCTBUH C II. 4.
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