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(54) CIIOCOB ITPUT'OTOBJIEHU A XXEJIE30XPOMOBOI'O KATAJIM3ATOPA

(57) Pedepar:

Hacrosimee  u3o0OpeTeHre  OTHOCUTCS K
MIPUTOTOBJICHUIO  KEJIE30XPOMOBBIX  OKCHIHBIX
KaTaJIU3aTOPOB JUIs IPOLECCa CPEAHETEMIIEPATYPHOMN
IMApOBOM KOHBEPCUM MOHOOKCHZA  YIJIEpOAa.
PackpriBaerca crioco0 [IPUTCOTOBIICHUS
JKEIIe30XPOMOBOI0 KaTaIu3aTopa IyTeM IMOTyUeHUs
OTGOPMOBAHHBIX KATAIMTUUECKUX OJIOKOB JIs
BBICOKOTEMIIEPATYPHONU  peaklud  KOHBEPCHHU.
Kommosunusi, coaepxamiasi [IByXBaJIEHTHOE U
TPEXBAJIEHTHOE JKEJIE30 W TPEXBAJIECHTHBIM XPOM,
OCaXJaeTcsi U3 BOJHOIO PACTBOpA OCHOBAHUEM,
0CaJOK OTAENIeTcd OT MAaTOYHOTO pPacTBOpa U
npombiBaeTca. Ilocime  4ero  OCYLIECTBISIOT
TEPMHUUECKYyI0  o0OpaboTky u  (opMoBaHue
KaTanu3aTopHoi Maccel. IIpu 3ToM pacTBOpeHME
CEPHOKHUCIIOTO COEIMHEHHUS IBYXBAJIEHTHOT O XKeJle3a
C a30THOKHCIIBIM COEMHEHUEM 3-BaJIEHTHOT O JKENe3a
MPOM3BOMSIT B MOJBHOM COOTHOIIeHHH 1:1.
Coenunenue xpoma (I11) comepkUTCS B KOTMISCTBE

Crp.: 1

ot 1 10 10 Mac.%, mpoMoTHUpyIOIIUe JOOABKH - J10 5
Mac.% B Bome. CoBMecCTHOE  OCaXKIIEHHUE
OCYIIECTBIISAIOT TyTeM OJTHOBPEMEHHOTO CMEITICHUS
pacTBOPOB COJIer U OCAIUTENS TPU TeMmIiiepaType 50-
75°C npu moaAep)xaHuK 3HaYeHU pH B nramazoHe
7,0-8,5 ¢ co3peBaHMEeM OOpa3yIOMIETOCS OCaaKa B
TeueHue 15-60 MUH, TPOMBIBKON IOJTYyUYEHHOT'O
ocaaka obecconenHod Bopoi mpu 50-70°C wu
nocienyiome cymkoit ocagka mpu 60°C wu
nmpokankoil Ha Bo3myxe mpu 250°C. TexHuueckuit
pe3yabTaT HACTOSIIETO W300pETEHUS COCTOWT B
MTOBBILIEHUN AKTUBHOCTH JKEIEe30XPOMOBBIX
KaTaJIU3aTOPOB, IMOJIYYAEMBbIX IIyTEM OCAKIACHUS U3
pactBopoB  cyinbdaToB cojieil, B  mpolecce
cpenHereMmrepaTypHoit kouBepcun CO myTem
co3maHusi aucriepcHo (asel rematuta — a-Fe,Os,

MoIUUIMpoBaHHOTO OKcumamMu xpoma (III) u
MIPOMOTHUPYIOIIMMH T00aBKaMu. 3 ui., 1 mp.
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(54) METHOD FOR PREPARING IRON CHROME CATALYST

(57) Abstract:

FIELD: catalysts.

SUBSTANCE: preparation of iron-chromium oxide
catalysts for the process of medium-temperature steam
reforming of carbon monoxide. A method for preparing
an iron-chromium catalyst by producing molded catalyst
blocks for a high-temperature conversion reaction is
disclosed. A composition containing divalent and
trivalent iron and trivalent chromium is precipitated
from an aqueous solution with a base, the precipitate is
separated from the mother solution and washed. Then
the catalyst mass is subjected to heat treatment and
molding. In this case, the dissolution of the ferrous
sulfate compound with the ferrous nitrate compound is
carried out in a molar ratio of 1:1. The chromium (III)
compound is contained in an amount from 1 to 10 wt.%,

Crp.: 2

promoting additives - up to 5 wt.% in water. Co-
precipitation is carried out by simultaneously mixing
solutions of salts and a precipitant at a temperature of
50-75°C while maintaining pH values in the range of
7.0-8.5 with maturation of the resulting sediment for
15-60 minutes, washing the resulting sediment with
demineralized water at 50-70°C and subsequent drying
of the sediment at 60°C and calcination in air at 250°C.

EFFECT: increasing the activity of iron-chromium
catalysts obtained by precipitation from solutions of
sulfate salts in the process of medium-temperature CO
conversion by creating a dispersed phase of hematite -
a-Fe;03, modified with chromium (III) oxides and

promoting additives.
1cl,3dwg, 1 ex
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Hacrosiiee n3o0pereHne OTHOCUTCS K TPUTOTOBJIEHUIO KEJIE30XPOMOBBIX OKCUTHBIX
KaTaJM3aTOPOB IS IPOLEcca CPEAHETEMIIEPATYPHON NapOBOY KOHBEPCUA MOHOOKCHIA
yriiepoja.

Karanmuzatops! 115 cpeHereMiiepatypHoi KoHBepcur CO UMEIOT JUIMTENIbHYIO UCTOPUIO.
N3BecTeH criocod mpUroToBJIEHUS KEIE30XPOMOBOTO KaTaau3aTopa MyTeM OCAXKICHUS
KapOoHaTa elle3a U3 pacTBopa cylibdara xeje3a pacTBOPOM KapOoHaTa aMMOHHUS,
OT/IEJIEHUEM U IIPOMBIBKOM TIOJTyYEHHOTO OCAIKa OT CYIb(PaT-UOHOB, JaTbHENIIIEH MPOITUTKOM
MPOKAJIEHHOT O 0CA/IKa PACTBOPOM XPOMOBOT'0O aHTUJIPHU/Ia C TOBTOPHOM TEPpMOOOPabOTKOM
nojiydeHHoro matepuana (nmateHt SU 1790064, BO1J 37/04, BO1J 23/86, ony6u1. 20.05.1996
T.).

N3BecTeH criocod NpUroToOBJIEHUS KEJI€30XPOMOBOTO KaTaau3aTopa IyTeEM CMEIIEHHUs
COEIMHEHUH KeJie3a, XpoMa U IPOMOTHUPYIOIIMX J0OABOK, BKITIOUAIOLIUI OCAXKIECHUE
AKTUBHOTO KOMITOHEHTA KaTaJIM3aTOPa - COSIMHEHUS Kelle3a U MPOMOTUPYIOIIMX 100aBOK
- A3 PaCTBOPA OCAXKAAIOIIMM PEATEHTOM, OTAEIIEHUE OCAJIKa OT MATOYHOT'O pacTBOpa,
MIPOMBIBKY OCaJKa, TEPMUUECKYI0 0OpabOTKY U (OpPMOBAHUE KATATIM3aTOPHON MACCHhI, B
KauyeCTBE COECIMHEHUS JKEJ1€3a UCTIONIB3YIOT IBYXBAJIECHTHOE WIM TPEXBAJIEHTHOE CEPHOKUCIIOE
JKEJE30, & B KAYECTBE OCAXKIAIOIIETO PEAreHTA UCTIOIB3YIOT PACTBOPUMBIE COJIM YTOJIBHOM
KHUCJIOTBI WJIK UX TUIPOKCHU/IBI, IIPU 3TOM BHAUaJle CMEIIUBAIOT COCAMHEHUE Kelle3a C
MIPOMOTUPYIOIIUMHU JOOABKAMHU, OCYIIECTBIISIIOT COBMECTHOE OCAKIEHUE KATUOHOB
MIPOMOTUPYIOIIUX JOOABOK C KATUOHAMMU KeJie3a, MOJIyYeHHBIN 0Ca oK MOCie OTASICHUS OT
MAaTOYHOI'O PACTBOPA U MPOMBIBKH ITOJIBEPTAIOT TEPMUUYECKON 0OPaOOTKE, JOMIOTHUTEIIBHO
IIPOMBIBAIOT, CMELIMBAIOT C XPOMOBBIM AHTMAPUIOM U IPOBOAST 3aKIIOUUTEIILHYIO
TepMooOpaboTky mipu 280-420°C mocne popmMoBaHUS KaTalIM3aTOPHOM MacChl UK Tipu 50-
200°C no ¢popMoBaHuUs KaTanu3zaTopHol Maccel (mateHT RU 2275963, BO1J 37/03, BO1J 23/
745, BO1J 23/26, omy6:1. 10.05.2006 T.).

OCHOBHBIM HETIOCTATKOM BBILIEYKa3aHHbBIX CIIOCOOO0B SIBIIETCS UCIIOJIBb30BAHUE PACTBOPA
XPOMOBOI'O aHTUIPHU/IA, TPEACTABIISIOLIETO MOBBIIIEHHYIO OMMACHOCTD JJISl YEJIOBEKA U
OKPY’KAIOIIEH Cpebl, 4 TAKXKE IPUCYTCTBUE B COCTABE KATAIM3ATOPA COCIUHEHUI XpoMa
(VI). CornacHo COBpeMEHHBIM TPEOOBAHHUSM K TPOMBIIIJIEHHOMY KaTalIM3aTOPY, COAEPKAHUE
B KaTaJlu3aTope CoeMHEHUM XpoMa (6+) TOJDKHO OBITH He 6ostee 0.05 Mac.%. TepmoobpaboTka
KaTaJIU3aTOPHOM Macchl Ha Bo3ayxe npu remnepartype 6osee 300°C MpuBOIUT K MOSIBJICHUIO
LIECTUBAJIEHTHOT'O XpOMa B COCTABE KATAJIU3aTOPA.

N3BecTeH criocoO NpUroTOBIEHUS IIyTEM CMELIEHUS] METAJIMYECKOTO JKeye3a WK
KOMIIO3ULUU, COAEPKAILEH METATIIMYECKOE KEJNE30, C COEIMHEHUEM Xpoma (6+) UM ero
BOJHBIM PACTBOPOM U BOAHBIM PACTBOPOM a30THOM KUCIIOTHI C HA4aJIbHOM KOHLEHTpALUEN
6-46 Mac.% nipu Temiepatype Huxe 40°C; 6apboTaxk MOTy4eHHON CMECH BO3TyXOM TIpU
teMiiepatype 40-60°C, cMelieHre MOJIyuYeHHOTO pacTBOPpa U BOJHOT'O pacTBOpa KapOoHara,
W/WIIA TUIPOKCUIA aMMOHMS, W/WIIA KaJusl, U/ HATPUsl, OTMBIBKA OCAJIKa OT MATOYHOT'O
pacTBopa BojaoM, punbTpanus ocagka u ero cymka (mateHt RU 2314870, BO1J 23/86, BO1J
37/04, CO1B 3/16, ony6:1. 20.01.2008 r.). HemoctaTkoM BbIIIEONMCAHHOTO CIIOCO0A SIBISETCS
MIPUMEHEHHUE PACTBOPA XPOMOBOT'O AaHTUIPUA HA CTAIMU TPUTOTOBJIEHUS] PACTBOPOB COJIEM,
YTO BBI3BIBAET KOPPO3HUIO AIIAPATYPBI, & TAK)KE UCIIOJIb30BAHUE OOJIBIIOIO KOJIMYECTBA
JIOPOTOCTOSIIEN A30THOM KUCIOTHI, YTO TAKXKE CONPOBOXKAAETCS BBIAECIIEHUEM OKCUIOB a30Ta
Ha CTaIMU PACTBOPEHUS METAJUIMUECKOTO Keje3a U TpeOyeT JOMOITHUTEIbHOM OUUCTKU
BO31yXa.

Hawubo:ee 651M3k1M K 3asIBIISIEMOMY CLIOCOOY ITPUTOTOBJIEHUS JKEJIE30XPOMOBOTO OKCUIHOTO
KaTalM3aTopa SIBJSETCS CIIOCO0 MOTYyUeHHsI KaTaIn3aTopa MyTeM OCAXKIEHUS] KOMITO3UIINH,
COJZIEpIKAILIEH IBYXBAJICHTHOE U TPEXBAJIEHTHOE KEJIE30 U TPEXBAJIEHTHBIN XpoM (mmaTteHT RU
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2305006, B01J 37/02, BO1J 23/86, BO1J 23/885, CO1B 3/16, orty6i1. 27.08.2007 r.), BBIOpaHHBI!
B KauecTBe mpoTtoTtuna. CorimacHo mpeuioskeHHOMY crioco0y, cyibdar xkenesa (1) pactBopsiim
B BO/JIE, IIPEABAPUTEIIBHO JIETa3UPOBAHHOMN OT ITPUMECEl KUCIIOPO/ia IyTeM 0apOOTUPOBAHUS
ra3zoo0pa3HbiM N,, ¢ T0OaBIIeHUEM pacyeTHBIX KomnuecTB cyibdaTta meau (II) u cynpdata

xpoma (III). {astee B HATpeTHIA PACTBOP CYIb(HATOB COJIEH MO KATUISIM J00ABISIIM pACUETHOE
KOJIMYECTBO PACTBOPOB HUTPATA Kallisg U TUAPOKCHUIA Kausl B TeueHHe 60-TU MUH.
[Tonyuennyo cycrieH3uto 0apOoTHpoBaiv MOTOKOM Ny U BbIAEPKUBAIM B TeueHue 30 MUH

MIPU TEMIIEpATyPe KUIIEHUS 10 0OPa30BaHHUs CEPO-UEPHOTO OCaIKa OKCUIIOB 2-X U
TPEXBAJIEHTHOTO *kejie3a. [locme cycrneHsuio oxmaxaain 10 KOMHATHOM TeMITepaTyphl, OCaI0K
OT(hUIBTPOBBIBAIIU U MOJIBEPTaIM TIIATEIBHON OTMBIBKE OT IMpUMecei CyJib(haT-HOHOB.
TepMuueckyto 06paboTKy GOpPMOBAHHBIX OJIOKOB IMPOBOAWIIN TIOCIIEC TTPECCOBAHUS ITPU
teMriepaTtypax 6osee 200°C B MOTOKe a30Ta C LEJbI0 TPEAOTBPAIICHUS OKUCIIEHUS XpoMa
(IIT) o MIECTUBATIEHTHOT'O COCTOSIHUS.

HenocraTtkom crioco6a mpoTOTHIA SIBJISETCS COXpPaHEHHUE B COCTABE KAaTATM3aTOPHOM
Macchl 2-BaJICHTHOTO JKeJie3a, Hapsay ¢ 3-BaJICHTHBIM, UTO MPUBOJIUT K POPMUPOBAHUIO
¢a3sr MarneTHTa - Fe;04 B cocTaBe MPUTrOTOBIIEHHOTO KAaTaIM3aTOPA MOCIIE TEPMOOOPAOOTKH

MIPU MOBBIIIEHHBIX Temrepatypax 10 600°C B MOTOKe MHEPTHOTO ra3a. AKTUBHOCTD
KaTallM3aTOPOB, UMEIOLIUX B CBOEM COCTaBE (pa3y MarHeTUTa, yCTyHaeT KaTaIUTUIECKUM
crcTeMaM, OCHOBAaHHBIM Ha APYTUX MOTU(PHUKALMSIX OKCHIIA XKelle3a, B YACTHOCTH (haze
remaTtura. boisee TOro, NpUMeHEHUE NPOAYBKM HHEPTHBIM I'A30M Ha CTaJIMU COOCAXKIAEHUS,
a TaK)Ke OKOHYATEJIbHON BBICOKOTEMIIEPATYPHOI TEPMOOOPAOOTKU TPEOYET UCIIOIH30BAHMS
JOIIOJTHUTEIIbHOT'O 000PYIOBAHMS 110 BBIACTICHUIO A30TA U3 BO3/AyXa B JOCTATOYHOM
KOJIMYECTBE, a TAK)KE CIELUATIM3MPOBAHHOIO IEUHOI'0 0OO0PY10BAHUS 711 TPOKAJIMBAHMSL.
Bce 9T0 ciIbHO BIUSET HA yIOPOKAHUE TEXHOJIOTUYECKUX IIPOLECCOB.

TexHu4eckuit pe3yIbTaT HACTOSILEr0 U300PETEHHSI COCTOUT B ITOBBIIEHUH AKTUBHOCTH
KEJIE30XPOMOBBIX KATAJIM3ATOPOB, MOJTyYAEMBbIX ITyTEM OCAXKIECHHS U3 PACTBOPOB CYIb(aTOB
COJIEH, B Ipolecce cpeaHeTeMIiepaTypHoi kKouBepcun CO myTeM co31aHMsI TUCTIEPCHOM (ha3pl
rematuTa — a-Fe,03, MonuduumpoBanHoro okcuaamu xpoma (I1I) u mpoMotupyommumu

no0aBKaMu.

ITocraBneHnHast 3aj1aua pelIaeTcs TeM, YTO CIIOCOO MPUTOTOBIICHUS KEIE30XPOMOBOTO
KaTajau3aTtopa IyTeM MOJIy4eHUs] OTPOPMOBAHHBIX KaTAJTUTUUECKUX OJIOKOB 715
BBICOKOTEMIIEPATYPHOU PEAKLMU KOHBEPCUM, TPEAYCMATPUBAET OCAKIAECHUE KOMITO3ULUH,
COJIeprKalllel IBYXBAJIEHTHOE U TPEXBAJICHTHOE KEJIE30 U TPEXBAJIEHTHBIN XPOM, U3 BOJHOTO
pacTBOpa OCHOBAHUEM, OTJIEIICHUE OCAJIKA OT MAaTOYHOT'O PACTBOPA, IPOMBIBKY OCAJIKa,
TEPMUYECKYIO0 00pabOTKy M popMOBaHUE KaTaIM3aTOPHOM MacChl. B oTiMume oT mporoTuna
MIPOU3BOASIT PACTBOPEHUE CEPHOKUCIIOTO COEAMHEHHS JIBYXBAJIEHTHOTO JKeJe3a ¢
A30THOKHCIIBIM COEIMHEHUEM 3- BAJICHTHOI'O eJle3a B MOJIbHOM COOTHOIIEHUH 1:1 u ¢
coeauHenueM xpoma (II1) B koauyectBe oT 1 10 10 Mac.% ¥ MPOMOTUPYIOIITUMHU JOOABKaMHU
110 5 Mac.% B BOJIe, OCYLLECTBIISIIOT COBMECTHOE OCAXKAECHUE KATUOHOB JKeJle3a, XpoMa U
MIPOMOTUPYIOIIUX T00aBOK ITyTEM OJTHOBPEMEHHOT'O CMEIIIEHHUS PACTBOPOB COJIEH U OCATUTEITS
npu Temnepatype 50-75°C npu noaaepxkanuu 3HayeHut pH B nuanaszone 7,0-8,5 ¢
CO3pEBAHUEM 00pa3yIoIIerocs: ocajka B TedyeHue 15-60 MUH, MPOMBIBKOM MOJTY4YEHHOTO
ocajzika obeccosienHol Bojior mpu 50-70°C u mocieaymooIen cymkoit ocaaka mmpu 60 °C u
MpoKaIKoi Ha Bo3ayxe rpu 250°C.

[Tpumep npurotosnenus katanuzatopa CTK (cpenHeTreMnepaTypHO KOHBEPCUM).

IIpenBapuTenbHO OTMEPEHHBIE HABECKHU COJIEH Me/lb a30THOKHUCAs 3-BoaHast 3,2 T;

- J)KeJIe30 a30THOKUCIO0E 9-BostHOE 91,3 T; Kere30 cepHOKUCIoe 7-BoaHoe 62,8 T'; XpoM
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A30THOKHUCIIBIN 9-BOAHBIN 19,4 T OOYEPEIHO 10 TTOJTHOTO PACTBOPEHUS KAXK/ION COJIU
pactBopstoT B 500 M1 AUCTUIUIMPOBAHHOMN BOBI M IEPEMEILIMBAHUEM C IOMOIILIEO MATHUTHOMN
Memaliku. [lapamiensao roroButcst 10% pactBop kapOonata HaTpus (Na,CO3): HaBecKy

Maccoit 102,6 r moMemarT B Xumudeckuit ctakad V = 2000 M1 U TPy UHTEHCUBHOM
IIEPEMEILMBAHUY C [IOMOILBIO MATHUTHON MEIIAIKU pacTBOPAIOT B 1000 M1 IMCTUIUTMPOBAHHOMN
BOJIBI.

[Tony4deHHBI! pacTBOP COJIEN U COOTBETCTBYIOIIMI IPUTOTOBIEHHOMY PACTBOPY COJIEH
06bem 10 % pactBopa ocanurens (Na,CO3) HarpeBatoT go temnepatypsl 60+3°C. Ilepen

MPOLEAYPOHN OCAKIECHUS peaKTOP eMKOCThIO 4000 MII ITpeIBAPUTEIIBHO HAMIOJIHSIOT
JIMCTUIMPOBAHHOM BOJOM, 00BeMOM 225 MJT, M HarpeBaroT 10 60+3°C. MemjieHHbIM
JI00aBJIEHUEM pACTBOPA OCAIUTENS JOBOIAT 3HaueHue pH Boawl B peakTope a0 7,0-7,5 eaunull.
[TpenBaputenbHo Harpetbie 10 60+3°C pacTBOPHI CIMBAIOT B PEAKTOP C MOCTOSIHHBIM
koHTpoJieM pH B nnana3zone 7,0-8,5 eUHUILl M TTPU IEPEMEIIMBAHUM TTOIBEPratOT CTAPEHUIO
ipu 60+3°C B Teuenue 15-60 muH. [Tocre noydeHHyo cycrieH3uio GuibTpyroT. [[poMbiBaHKe
MOJIYYEHHOT'O OCA/IKa MPOBOJSAT C UCIIOJIb30BAHUEM TOPSUYEH TUCTUIIIMPOBAHHOMN BOABI TPU
temnepatype 50-70°C 10 nosiydeHus: 3HaUeHUl yIeJIbHOMN 3JIEKTPUUECKON TPOBOAUMOCTHU
¢dunpTpata B quana3one 50-100 MmkCm/cM.

[Tonyuennsiit oopasen cymmiu ripu 60°C B TeueHue 12 4, 3aTeM NpoKaIuBaIu Ipu
temrnepatype 250°C B Teuenue 3-6 4. B mpokaneHHbIl KaTaau3zaTop 100aBisv 2 %Mac.
yTiIepoia ¥ TabJIeTUPOBAIIH.

TepMorpaBUMeTPUUIECKHUI aHATIN3 TIOJTYYEeHHOT'0 00pasna, mpeacTaBiIeHHbIN Ha purype 1
(TepMorpaMMa pa3iokKEHUS 0CaJIKa, MOJIYYeHHOTO OCAXKICHUEM CMECU HUTPATa U CyibdaTta
Kele3a) oKa3bIBaeT MpoTeKaHue (ha30BOTO MepPexo/ia OT TUAPOKCUIHOMN (Pa3bl B OKCHUT
JKeJe3a ¢ TeMIlepaTypou pasioxeHus ~ 275,6°C.

@da30BBIN COCTAB MPOKAIIEHHOTO KaTanu3atopa npu 250°C, npeacTaBlIeHHbINH Ha (uUrype
2 (pe3yabTaThl onpeaesieHus (a3oBOro cCocTaBa MpoKajJeHHOTo KaTanuzaTopa mnpu 250°C),
MoKa3bIBaeT oOpa3zoBaHue ¢asbl reMaTura - a-Fe,0s.

[Tpumep nmpurotoyienust odpaszua cpaBHeHUs 1 (1o metoauke mateHTa PO Ne2305006,
ony6:1. 27.08.2007 r.)

I'entaruapart cynbdarta xenesa (200 r), neHtaruapat cyabdarta meau(Il) (1,11 1) u
MoHoruapar cyiabdara xpoma(lll) (24,48 r) pactBopsum nocieaoBaTeabHo B 1400 Mt
JIEMOHU3UPOBAHHOM BO/JIbI, OCBOOOXKACHHOM OT KUCIOpOAa MpoityckaHueM N». [ToryyeHHbIi

pacTtBop HarpeBaiv g0 72°C u o kKarisM Jo0asisyi HuTpat kamus (20,19 1) u TuaApOoKCcH I
kanud (140,27 r), pactBopeHHbIe B 750 MJI JI€EMOHU3MPOBAHHOM BOABI, B Te€UeHUE 1 U IIpU
HeMpephIBHOM 0apOOTUPOBHUU a30TOM. CyCIIEH3UIO 3aTEM KUITSITUIU C OOpaTHBIM
XOJIOIUIIBHUKOM el 30 MUHYT Y 3aTEM OCTaBIISUIM OXJIAXKIATHCS JO KOMHATHOW TEMIIEPATYPBI
B TeueHHre 90 MuHyT. [1omydeHHBI cepo-UyepHBI 0CaTOK TPU pa3a IPOMBIBAIU
JIEMOHU3UPOBAHHOMN BOJOM J10 MO CYIIECTBY IMOJIHOTO OCBOOOKIAEHUS OT CyJib(aTa ¢
MOCIIEIYIONIEH IBYKPATHOM MPOMBIBKOM alleTOHOM Itepe1 cyiikoi B ieuu rpu 50°C B TeueHue
6 4. KoHTpoab Ha/1 COIepKAaHUEM OCTATOUYHBIX ITPUMECEN CEPBI ITPOBOAUIN METOAOM
PEHTIEHOBCKOM (PIIyOPECUEHTHOM CIIEKTPOCKOIIUH.

ITonyuyennslit oOpasern npoxkanusaiu npu temmeparype 220°C, cmemmaiu ¢ 2 mMac.%
rpaduTa ¥ TabJIETUPOBAJIH.

ITpumep npurotoBieHus oOpasua cpaBHeHU 2 (110 MeToauKe nmaTteHTa PD Ne2275963,
omny6:1. 10.05.2006)

B peakTop ¢ memmankoi 3anuBaroT 500 M1 pacTBOpa ABYXBAJIEHTHOT'O CEPHOKHUCIIOTO
Kenes3a ¢ KOHLEHTpanuyen 242 1/, 1o6aBistoT 3,22 T coIu MeAU U iepeMenmBaroT. Bo Bropom
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peaKkTope C MEMIAIKON T'OTOBSIT PacTBOP COJibl ¢ KOoHIeHTpanueit 10-13 mac.%. B peakTop-
ocaauTelb 3aiMBatoT 100 MII AUCTUIITIMPOBAHHOMN BOJABI M IOCTENEHHO 100ABIAIOT PACTBOP
ocaaurens 1o pH =7,5-7,6, nmocie 4ero HAYMHAIT OJJHOBPEMEHHYIO [10/1a4y B OCAUTEND
IIPUTOTOBJIEHHBIX PACTBOPOB €O CKOPOCThIO 10-15 Mi/mMuH, noauepxusas B ocaaurenie pH
Ha ypoBHeE 7,5-7,8 monayei pacTBOpa CEpPHOKUCIIBIX COJIEN XKEe3a U MEIU U TEMIIEPATYPY
30-35°C. I1o OKOHYaHUHM OCaXKICHHUS 00Pa30BaBIIYIOCS CYCIICH3UIO OCTABISIOT HE MEHEE YeM
Ha 4 yaca 1 cTapeHust (B 0cauTeNe WiK B cryctutene). OTCTOSIBIIMICA 0CAI0OK OTAEISIOT
JIEKaHTAalKeN OT )KUAKOM (da3bl, CyCIIEH3UIO JBAXK bl TPOMBIBAIOT HA BAKYyM-(PUIIBTPE,
MPOCYIIMBAIOT U MPpOKaIUBatoT IpH TemiiepaTtype 350°C. [TomyyeHHbINH HOPOLIOK HATPABISIOT
B PEIYJIBIIATOP, a 3aTEM - Ha Mpecc-PUIbTP 1J1sI OKOHUYATEIbHON OTMBIBKU. OTMBITYIO Maccy
C U3BECTHOM BJIAXKHOCTHIO (~80%) 3arpyKarOT B CMECUTENIb, B KOTOPBIN 100aBIISIOT
PACCUUTAHHOE KOJIMYECTBO XPOMOBOTO AHTMAPUAA (B TOTOBOM KaTanu3artope - 8,3 Mac.%
Cr,03). ITonyueHHy10 CMECh IEPEMELLIMBAIOT 10 OAHOPOAHOM MACThI, BBICYLIMBAIOT,

n00aBIISIOT 2% yriiepoaa, MIPpOKaJIMBAIOT U TAOJIETUPYIOT.

TecTupoBaHue KaTATUTUUECKUX CBOMCTB MPUTOTOBJICHHOT'O KaTallM3aTOpa MPOBOIUIIN B
MPOTOYHOM peakTope. [IpoTOUHBIN MeTO ] ONpee/IeHUs] aKTUBHOCTH 3aKTIOYAETCS B
OTIPE/ICIICHUN OCTATOYHOM JTOJIM OKCUIA YITIEPOIa, KOHCTAHTE CKOPOCTH PEAKIMHU TPU

ITOCTOSIHHOM aTMOC(EpHOM J1aBIEHUU 00BeMHOI ckopocTu 5000 y'! yTeM IIPOIYCKaHUS
KOMIIOHEHTOB PEAKIMHU Yepe3 KaTAIU3ATOP C IOCIEAYOLIMM AHATIU30M PEAKLIMOHHON CMECH.
ITepen nmpoBeneHUEM UCTIBITAHUIM KATAIU3ATOP BBICOKOTEMIIEPATYPHON KOHBEPCUU
MOHOOKCHZA YIJIEpOa IIPEeIBAPUTEILHO BOCCTAHABIIMBAIOT 10 CXEME:!

1. Harpes 1o 200°C B Toke a3oTta N, co ckopocTbio 112,5 Mi/MuH B TeyeHue 30 MUHYT.

2. Harpes ¢ 200°C go 350°C 3a 30 MMHYT IpY IPOITyCKaHUU cMecHu cocTaBa Ny - 112,5 M/
MmuH, H, -12,5 mi/mun, H>O - 0,01 mu/muH.

3. Beinepskka npu 350°C B cmecH B TeueHue 60 MUHYT.
[Tpu npoBeneHun TecTupoBaHUst 0ObeMHasi CKOPOCTh NTAPOTa30BOil CMECH COCTaBJIsIA

5000 u-!, cooTHOMIEHNE BOLSHOM nap : cyxoi ra3 = 1,0:1,0, B cyxom rasze conepxanue CO B
cMmecu ¢ azotoM 14,7 % o0.
O6bemHas 1o B ucxognom raze: CO- 14,7%; CO, - 9,3%; H, -64,0 %; N, -12,0%.

Hns onpenenenust koahpunuenta tepmudeckoil ycrounocty (KTY) karanuzatopa
OCYILECTBIISIIM ero neperpes pu T=450°C B TeueHue 1 yaca B cMeCHU: COOTHOLLIEHHE Tap :
ra3 = 1,0:1,0, conepxanue CO B cMecH ¢ a30ToM 14,7% 00., TIocIie 4ero MOBTOPHO OPeIeIsiIv
KaTaJIUTHUECKYIO0 aKTUBHOCTD Tipu T=340°C. I1onyueHHbIe pe3yabTaThl TECTUPOBAHUS
CUHTE3MpPOBaHHOrO 1o npumepy katanuzaropa CTK u oOpa3uoB cpaBHeHUs 1 U 2
npencrasieHsl Ha ¢purype 3 (3aBucumoctu kouBepcur CO ot TemmniepaTypsl 10 (300 - 400°C)
u nocie neperpesa 450°C aiist cuHTE3MpOoBaHHOTO 00pasua katainusaropa CTK u oOpasuos
cpaBHeHus 1 u 2)

Ha ocHoBaHWM ITpeICTaBIEHHBIX CPABHUTENIBHBIX PE3YIBTATOB TECTUPOBAHUS BUTHO, UTO
MOJIYYEeHHBIN 00pasel KaTaau3aTopa MposBIIsieT 00Jiee BHICOKYIO aKTUBHOCTD B
BBICOKOTEMIIEPATYPHOM ITAPOBON KOHBEPCHUU MOHOKCH/IA YIJIEPOAA IO CPABHEHUIO C
oOpasuamu cpaBHeHUs 1 u 2.

(57) ®opmyna uzoopeTeHus
Cnoco6 mpUroTOBJIEHUS JKEIE30XPOMOBOr0 KaTAIU3ATOPA MYTEM MOJyUYEeHHUS
O0T(HOPMOBAHHBIX KATATMTUIECKUX OJIOKOB 1711 BRBICOKOTEMIIEPATYPHOM PEaKIMU KOHBEPCUH,
MPEyCMATPUBAIOLININ OCAXKACHUE KOMITO3HULIMM, COACPKAIIEN IBYXBAJIECHTHOE U TPEXBAJIEHTHOE
JKEJIE30 U TPEXBAJIEHTHBIN XPOM, U3 BOJHOI'O PACTBOpA OCHOBAHUEM, OT/IEIIEHUE OCA/IKA OT
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MaTOYHOT'O PacTBOPA, MPOMBIBKY OCaJIKa, TEPMUUYECKYI0 00paboTKy U (hopMOBaHUE
KaTaJIM3aTOPHON MACCHI, OTJIMYAIOIIMICS TEM, UTO MPOU3BOAST PACTBOPEHUE CEPHOKUCIIOTO
COEAMHEHUS ABYXBAJIEHTHOTO KEJE3a C A30THOKUCIIBIM COEIMHEHUEM 3-BAJICHTHOTO KEJE3a
B MOJIbHOM cOOTHoOIIeHuM 1:1 u ¢ coequnennem xpoma (I11) B komuuectse ot 1 go 10 mac.%
Y IIPOMOTHUPYIOLIMMHU T0OaBKaMu 10 5 Mac.% B BO/JIe, OCYIIIECTBIISIIOT COBMECTHOE OCAXK/IEHHE
KaTUOHOB JKeJie3a, XpoMa U IPOMOTHUPYIOLIUX 100aBOK MYTEM OJJTHOBPEMEHHOTO CMEIIICHUS
pacTBOPOB coJiel U ocaauTelts pu Temnepartype S0-75°C npu noaepkaHuu 3HaueHuit pH
B uara3one 7,0-8,5 ¢ co3peBaHreEM 00pa3yroIerocs ocajka B TeueHue 15-60 MUH, TpOMBIBKOMH
MOJIYYEHHOT O 0cajika ooecconieHHoM Boaoi nmpu 50-70°C u nocineayoie CyKkon ocaaka
nipu 60°C u npokaikoit Ha Bo3ayxe mpu 250°C.
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