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VxecTtoueHre TpeOOBaHUUN K COAEPXKAHMIO BPEIHBIX
COeJIMHEHUI B BBIXJIOMHBIX ra3aXx aBTOMOOWJIbHBIX JBU-
ratejieii 3aKOHOMEPHO TNPUBEIO K BBEIEHUIO HOBBIX CIIe-
nudukanuit Ha MoTopHble Tormausa. B EBpone ¢ 2005 t.
HCTIOJIb3YeTCs AM3EIbHOE TOIMJIUBO C CONEPKAHUEM CEpPbI
He 6osee 50 ppm (EBpo-4), c 1 suBapst 2009 r. conepxaHue
cepbl cHuxxeHo 1o 10 ppm (EBpo-5). B Poccuu cranmapt
EBpo-4 nnanupyercs BBectu ¢ 1 saBaps 2015 1., a EBpo-5 —
c 1 gauBaps 2016 r. B cBsizu ¢ 3TuM Ha poccuiickux HII3
MPOAO0JIKAETCS BHEIPEHUE COBPEMEHHBIX KaTaJlu3aTOpOB
r1yOOKOM TMAPOOYUCTKY AU3ETbHBIX PpakIUii U BAKYyyM-
HOTO Ta30iiJis, SIBJSIOUIErOCs ChIPbeM JISl TIPOLIECCOB Ka-
TaJIMTUUYECKOTro KpeKMHTa U TUAPOKpeKuHra [1, 2].

IIpu pa3zpaboTKe HOBBIX KaTaJUTUUYECKUX CHUCTEM U
MPOrHO3UPOBAHUM TIOBEACHUSI CYAbGUIHBIX KaTalu-
3aTOpPOB B Ipolieccax TUIAPOOUYNCTKU HePTIHBIX Dpak-
LI UccieloBaHUEe KaTaJlUTUYECKUX CBOMCTB rpaHyIu-
POBaHHBIX KaTaJlMU3aTOPOB MPOBOAUTCS B TpexdazHbIX
MPOTOYHBIX peaKTopax, B YCIOBUSIX, COOTBETCTBYIOIINX
YCJIOBUSIM 3KCMJyaTallMM TMPOMBIUIJIEHHBIX YCTAaHOBOK
ruapooyucTku. OnHaKo Moay4YeHue JOCTOBEPHBIX U BOC-
MPOU3BOAUMBIX PE3yJIbTaTOB Ha IpaHYJIMPOBAHHBIX Ka-
Tajau3aTtopax B Tpexda3HbIX peakTopax MaJoro pasmepa
MOXET OCJIOXHSTHCS MPOILIeCCAMU MacCO- M Terjiomnepe-
HOCa UJIU TaKMUMU SIBJICHUSIMU, KaK HEIOJIHOEe CMayuBa-
HUe KaTajnu3aTopa, NIPUCTEHOUYHBIN 3¢ deKT u odOpaTHOE
nepeMeninBaHue XUIKOCTH, BBI3BIBAIOIIMMU pajanalib-
HYI0 U aKCUAJIbHY10 HEOTHOPOJHOCTU CKOPOCTHU MOTOKOB
ra3oBOM U XXUJIKOM Ppa3s.

B nanHo#1 paboTe paccMOTpeHbl COBPEMEHHBIE TOAXO0-
Ibl K TECTUPOBAHWIO TPaHYJIMPOBAHHBIX KaTaJM3aTOPOB
TUIPOOYUCTKU HEDTSIHBIX (pakiuii B 1aOOpaTOPHBIX yC-
JIOBUSIX; TaHO OMUCaHUEe O0OpyAOBaHUS IJIsI MCCIeq0Ba-
HUS KaTaJUTUUYECKUX CBOUCTB CYIbGUAHBIX KaTaJlu3aTo-
POB TMIPOOYUCTKY U THAPOKPEKUHTA.

WHcTuTyT Katanusa um. I.K. bopeckosa CO PAH, r. HoBocubupck

CoBpeMeHHbIe NoAXO0AbI
K TECTUPOBAHUIO KaTaNU3aTopoB
rUAPOOUYUCTKMN He(pTAHBIX (PpaKuun

B npompbliniieHHOM MaciitTabe rpouecc TUAPOOYMCTKHI
HedTIHBIX (hpakLMii TPOBOASIT MPU TMOBBIIIEHHOM JaBJie-
HUM BOIOPOJA B HEMOJABUKHOM CJIOE KaTaJlu3aropa B TPeX-
¢a3HBIX peakTopax OosbiIoro oowrema. Karamusarop uc-
MOJIb3yeTCs B BUJEC LIMJIMHAPUYECKUX TPAHYJ WJIM TPaHyJl
C CeyeHWeM B BUJAE TPUJIMCTHUKA auameTpoM 1,2—1,5 MM
miuHoi 5—7 mM. IlonmHoe cMadyuBaHMe KaTaju3aTopa U
peXuM, OMU3KUNA K PEeXMMY HACAJbHOTO BBITECHEHMUS,
o0ecrneuynBalTCsl JOCTATOYHO BBICOKUMM JIMHEHHBIMU
CKOPOCTSMU MoJa4yu XUAKOHN (ha3bl, BBICOKUMU 3HAYEHU-
SIMW OTHOIIEHU BBICOTHI CJIOSI KaTajau3aTtopa u AuamMeTpa
peakTopa K pa3Mepy 4YacTHUI] KaTaju3aTopa W HaJIu4YueM
crelMagbHbIX yCTPOUCTB, 00€eCredynBaIOLMX PABHOMEPHOE
pacrpeneneHue XUAKOCTHU II0 CeYeHUIO peakTopa [5—7].

B n1aGopaTopHBIX YCIOBUSIX IJISI TIPOBENEHUST UCCIIEN0-
BaHUU UCIMOJb3YEeTCS YMEHbIIEHHAs BEPCUS TPOMBIILLJIECH-
HOro peaktopa. B HeM OTHoOlIeHUE AMaMeTpa U BBICOTHI
peakTopa K pa3Mepy rpaHyJl KaTajiu3aTopa Ha HECKOJIbKO
MOPSITKOB MEHbIIIE, YeM B IPOMBIIIJIEHHOM (Tabi. 1), 1mos-
TOMY MOTYT BO3HUKaTh HEPABHOMEPHOCTHU B IMOTOKE XU /I~
KOCTH U Ta3a, 00pa30BbIBATHCS YCTOMUMBBIC MTY3bIPU Ta30-
BOM a3kl U 30HBI CBOOOJTHOTO MPOCKOKA KUAKOU (ha3bl.
B pesynbrare uccienoBaHue peakiivii rTMIAPOOYMCTKY B Jia-
0OOpPaTOPHBIX YCIOBUSX CONPSIXKEHO ¢ TAKMMMU TTpO0OJIeMaMu,
KaK HEIMOJIHOE CMayMBaHMe KaTaJlu3aTopa, IpuCTeHOYHbII
3¢ deKT 1 00paTHOE ITepeMelIMBaHNe XUIKOCTU. Peakiinn
TUAPOOYUCTKHM MPOTEKAIOT Ha MOBEPXHOCTU TBEPIOTO Ka-
TaJu3aTopa, CMOYEHHOro XuJakou ¢das3oil. B nanHoit cu-
TyallMu HETOJIHAS CMauMBaeMOCTh MTOBEPXHOCTHU KaTaJlu-
3aTopa ChipbeM (KOTla OMHOBPEMEHHO UMEIOTCS y4acTKU
C pasjaesiaMM TMOBEPXHOCTH ra3 — TBEPAbI KaTaau3aTop
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Tabnuua 1
CpaBHeHMe rabapuTHbIX NapaMeTPOB MPOMbILWIEHHOTO U J1a6OPaTOPHLIX peaKTOPOB
Tun peakTopa
MapameTp . . .
[TpombilneHHbli MunoTHelN JlabopatopHbiii MukpopeakTop
BbicoTta cnos katanusatopa, cm 2000 800 50 10
[vameTp peakTopa, cM 250 4 2 1
06bem katanusaropa, n 100 000 10 0,15 0,008
CooTtHoweHue p,mameTpOB*peaKTopa 1667 27 13 7
1 KaTanu3sartopa
OTHOLWeHWe BbICOTHI cnoa* 13 333 5333 333 66
K AMameTpy Katanu3satopa
CKOpOCTb NOTOKA XMAKOCTY, CM/c** 0,55 0,2 0,015 0,003
*,U,MameTp Katanusatopa npuHumaetca paBHbim 0,15 cMm.
""06BeMHas CKOPOCTb NPUHUMaeTCs paBHOil 14>,

M XKUIKOCTh — TBEPABIA KaTaJU3aTOP) MOXET MPUBECTH K
3HAYUTETbHBIM UCKAXKEHUSIM ITOJTYUYEHHBIX Pe3YIbTaTOB.

B TeueHume psima neT uWccleqOoBaHWE KaTaau3aTOpPOB
TUAPOOYMCTKHU MPOBOIMIOCH Ha MUJIOTHBIX YCTAHOBKAX C
o0beMOM KaTaJinzaTopa okojio 10 j1, KoTopbie TpeboBaiu
3HAYMTEJbHBIX KaNMTaJbHBIX WHBECTUIIMU M BKCILIya-
TallMOHHBIX 3aTpaT. OmHAKO TOCTOSIHHOE CTpeMJIeHHe K
YMEHbBIIEHUIO CTOMMOCTU UCCIEIOBAHUIN U TOBBIILIEHUIO
nX 0e30MacHOCTH CTUMYJIMPOBAJIO Pa3BUTHUE IOIXOMOB,
MO3BOJISTIONINX 3HAYUTEIbHO YMEHBIIUTh pa3Mephl peak-
Topa M 3arpy3Ky KaTaju3saropa [3, 4].

MUHUMaIBLHO BO3MOXHBIN pa3Mep peakTopa ornperne-
JISIETCST BO3MOXHOCTBIO MpeHeOpeYb BOZHUKAIOIIUM TIpH-
CTEHOYHBIM 3(P(HEKTOM, CBI3aHHOM C HUM paaraibHON He-
PAaBHOMEPHOCTHIO CKOPOCTH MOTOKA PEaKIIMOHHOM CMeCH,
a TaK>Xe BIWSTHUEM BHeITHel nuddy3nun, 00yCI0BIeHHBIM
HepaBHOMEPHBIM paclipeieieHMeM TpaHyJl KaTajau3aTropa
B peaktope. Tak, Ha OCHOBE T'MIPOJUHAMUYECKUX KPU-
TEepUeB IJs TPyOUYaTOTO MPOTOYHOTO peakTopa JAUaMETp
peakIIMOHHOM 30HBI 10JIKeH ObITh He MeHee 8—10, a miu-
Ha peakIMOHHOU 30HBI He MeHee 40—50 a3(pheKTUBHBIX
IMaMeTpoOB TpaHyl KaTtanu3aTtopa [5S—S8]. Ecam mpuHATH
3hHEeKTUBHBIM AUaMeTp TpaHy] MPOMBIIIJIEHHOTO KaTa-
JiM3aTopa paBHBIM IIpUMEpHO 1,5 MM, TO MUHMMaJbHBII
BHYTPEHHUM AuMaMeTp JabOpaTOPHOrO peakTopa MOJIKeH
COCTaBJIATH MPUMEPHO 12 MM, a IJIWHA pPEeaKIIMOHHOM 30-
HBI (BBICOTA CJIOS1 KaTaju3aTopa) He MeHee 60 MM. Mcxonst
13 3HAYCHU I TMaMeTpa peakKTopa M BBICOTHI CJIOST KaTalu-
3aTOpa, MOXHO OIICHUTh MUHHUMAJIBHYIO 3arpy3Ky KaTa-
JIu3aTopa, MO3BOJSIONIYI0O M30eXaTh BJAUSIHUS BHEIIHEH
nuddy3un Ha pe3yabTaThl UCITbITaHUsA. Tak, 1715 peakTopa
IUaMeTpoM 12 MM MUHMMAaJbHBI 00beM 3arpy3KM KaTa-
JIu3aTopa COCTaBJISIET IIPUMEPHO 7,5 MII.

Jnst tabopaTopHOro peakTopa, B OTIIMYKE OT MTPOMBIIII -
JICHHOTO, XapaKTepHa OYeHb HU3Kas JUHEWHasi CKOPOCTh
JNBUXKEHU S Ta30KUAKOCTHOM cMecH. BeseacTue aToro mMo-
KET MPOUCXOIUTH PACCIOEHNE CMECH Ha OTaeJIbHbIE (a3bl,
o0pa3oBaHME YCTOMYMBBIX MYy3bIpeil rasza, 4YTo 3aTpyaHSI-
€T OJTHOBpPEMEHHBI JOCTYN BOIOPOJA M XKUIKOU (ha3bl K
TMOBEPXHOCTHU KaTajanu3aTropa, MPUBOIUT K HETIOJITHOW cMa-
YMBAEMOCTHM KaTaJiu3aTopa M HEOAHOPOIHON CKOPOCTHU
MOTOKa B 00J1aCTU TaKUX My3bIpeid. st ycTpaHeHU s 9TUX
a9¢bdeKToB U MoAAepXaHUs ra3oBoil (Ga3bl B BBICOKOIUC-
TepCcHOM BHJE MpPUMEHSETCsl pa3dbaBjieHUe TpaHyl KaTa-
JIM3aTopa MCJIKMUMHU YacTULaAaMU MHEPTHOTO pa36aBI/lTeﬂﬂ
(0OOBIYHO KapOMAOM KpPEMHHMs), ITOBEPXHOCTH KOTOPOTO
XOPOIIIO CMauyuBaeTcsl Au3ebHON hpakiueit. B pesyiabrare
YJAy4YIIaIOTCs CMauyMBaeMOCTb U OMHOPOIHOCTh pacrpese-
JIEHUS XUIKOCTU U Ta3a B CJIO€ KaTajau3aTropa, CBOIUTCS K
MUHUMYMY NIpUCcTeHOUHBbI 3 dekT. [Ipu Takoit 3arpyske
TUIPOAMHAMMYECKHME CBOWCTBA peakTopa OIpelaesiioTcs
YIaKOBKOU MEJIKUX YaCTUII, B TO BpeMs KakK KaTaJIUTU4ec-
KUE CBOWCTBA OMNpENesIoTCA 4YacTUIlaMU Karajau3aropa
TOI ke popMBI U pa3Mepa, YTO U B IPOMBILILJIEHHOCTH [9)].

MeTton pa3baBiieHUsI KaTaJIU3aTOPHOTO CJIOSI MEJIKUMU
YacTUII[AMU WHEPTHOTO HEMOPUCTOr0 MaTepuasa MKUpPOKO
HCTIOJIB3YETCS TIPU TECTUPOBAHUM KaTaJM3aTOPOB TUAPO-
OYMCTKHM HEDTAHBIX (ppakiiuii. DTO MO3BOISIET TOOUTHCSI
COBMAJIEHU S Pe3yJIbTaTOB UCIIBITAHUI B peaKTOpax pa3Ho-
ro pasmepa. Tak, B paboTe [3] nmpu McnbITAHUYM KaTaJu3a-
Topa TMAPOOYMCTKHU B JJaOOpaTOPHOM peaKTope (3arpyska
Karanau3aropa 9,35 M) ObLIM TTOJTyUYEHBI T€ XKe Pe3YIbTaThl,
YTO U NIPU BKCITyaTallMKd 3TOTO KaTaJu3aTopa B TPOMBIIII-
JIEHHOM peakTope oobemMom 122 M.

Nmeercst psin myOGauKalyi, MOCBSIIEHHBIX U3YYEHU IO
BIUSHUS pa3Mepa 4acTUIl pa30aBUTeNsI (MU COOTHOIIIE-

Karanus B npombiwneHHoctu, N2 5, 2014

89



Tectn POBaHNE KaTann3atopos

HUS pa3MepoB YacTUIl pa3baBUTEsI U KaTaau3aTopa), Ha-
MpaBJieHUsI TTIOTOKOB Ta3a M XUAKOCTU (CBEpXY BHU3 WU
CHU3Y BBEPX), 00bEMHOI CKOPOCTH MOJa4U ChIPbSI U COOT-
HOIIIEHU S BOAOPO/,/ChIpbe Ha pe3yJIbTaThl UCIBITAHUS Ka-
TaJIM3aTOPOB I'MIPOOYUCTKU B peaKTopax J1abopaTOpHOIo
maciirtaba [3, 4, 9—12].

ABTopsl paboThl [10], cpaBHUBasT BOCXOOSIIUNA U HUC-
XOASUIUN peXUMBbI PaOOTHI 1Ta0OPATOPHOTO peakTopa Aua-
MeTpoM 14 MM, MpULIJIKN K BBIBOAY, UTO pa3baBieHUE Ka-
Tajnu3aropa MHEPTHHIM MarepuajoM B mporopuuu 50/50
MO3BOJISIET JOCTUYb TOJHOTO CMauyMBaHUS KaTaJlu3aTo-
pa, n3bexarb aKCUaJbHON HEOMHOPOMHOCTH M TPOCKOKA
ceipbsi. B pabore [9] moka3aHO, YTO HUCXOOSIIIUMA PEXXKUM
OoJsiee TPENNOUYTUTENEH ISl peaklMil, KOTOpble JUMU-
TUPYIOTCS TIOABOAOM Ta30BOH (ha3bl, a BOCXONSIIUI pe-
KUM — JJISl peaKMid, JUMUATUPYEMBbIX TTOABOJAOM XU KO
(a3bl; yCTAaHOBJIEHO, UTO IIPU pa30aBICHUHM CJI0SI KaTaau3a-
TOpa UHEPTHBIM pa3baBUTEIEM pa3HUIlA MEXY pe3ysibTa-
TaMM, TTOJTYYEHHBIMU B Pa3JIUYHBIX PEXKUMaX, CTAHOBUTCS
He3HauuTebHOM. PaHee aTuMU ke aBTopaMu Obliia pa3pa-
0oTaHa TIpolieaypa 3arpy3Ku KaTajuszaTopa, obecrieunBa-
1o111ast BBICOKYIO BOCITPOU3BOJMMOCTD PE3yJIbTaTOB: OMTH-
MaJIbHbI pa3Mep YacTUL] MHEPTHOTO pa30aBUTEIs TOIKEH
COCTaBJIATH MpuMepHO 1/10 oT pa3Mepa 4yacTHII KaTaau3a-
Topa [11].

B pa6ore [4] npu ucnoysb3oBaHUU pa3daBUTENs C pa3-
MepoM yacTuil 0,77 MM 1 HEOOIBITNX 00 bEeMHBIX CKOPOCTSIX
ChIpbsl 00Jiee BBICOKME KOHBEPCUM OBLIM TMOJYYEHBI MpU
nonaye ChIpbs CHU3Y BBepx. OmHakKo mpuMeHeHMHe OoJiee
menkoro pazdasutens (0,19 Mm) oGecrieunBaso BHICOKYIO
aKTUBHOCTb IPU TOAa4Ye ChIpbsl CBepXy BHU3. [1pu yMeHb-
IICHU U pa3Mepa YacTHUIL pa30aBUTEIsI KOHCTAHTAa CKOPOCTH
peakuuu ciabo 3aBUCUT OT OOBEMHON CKOPOCTH TMOJauu
cbipbs. [Ipu uMcmonb3oBaHUM pa30aBUTENSI C pa3MepoM
yacTtu 0,19 MM pexXuM MoAa4yu ChIpbsi CBEpXy 0o0ecreynBa-
€T IMOCTOSTHCTBO KOHCTAHTHI CKOPOCTU 00eccepuBaHUS MPU
M3MEHEHU Y 06BEMHOI CKOPOCTH B MHTepBasie oT 1 10 74!
B 9TUX X€ YCJIOBUSIX KOHCTAHTA CKOPOCTH, MOJy4YeHHas B
peaxkTope ¢ rojiaueii peareHToB CHU3Y BBEPX, U3MEHSIETCS.

ABTopamMu [4] ObLJIO Takke MOKa3aHO, YTO MOBEICHUE
KaTajau3aTtopa B peakTope C BOCXOASIINM IMOTOKOM ChIPbs
3aBUCUT OT COOTHOILIEHU ST BOJOPO/ChIPbE, B TO BpEM S KakK
B peaKkTope ¢ HUCXOAS MM MMOTOKOM KOHCTaHTa CKOPOCTH
MPaKTUUECKU HEe 3aBUCUT OT COOTHOIIEHUSI BOIOPOM,/ChI-
pbe B uHTepBane 200—800 1 H,/n ceipbs. U3 3aBucumoctu
Kaxyuieicst KOHCTaHTbhI CKOPOCTH OT pa3Mepa YacTHIL pa3-
0aBUTEN ST MOXHO MPEINOJOXHUTh, YTO JAMUHAPHBINA, paB-
HOMEPHO TepeMelaHHbIN ra30XXUIKOCTHBIN TOTOK 00pa-
3yeTcs pU pa3Mepe 3epeH pazdaButes mpuMepHo 0,19 Mmm
u MeHble. [TocTosiHHOEe 3HaueHUEe KOHCTAHThl CKOPOCTH

MpU CKOpPOCTAX nmomauu 1—7 g ! TOBOPUT 00 OTCYTCTBUU
BAUSHUS BHeUTHe W nuddy3un Ha CKOPOCTh peaKIuu.

AnHanu3 u 06001IeHre TUTepaTyPHBIX JaHHBIX TTO3BO-
JIdeT HpMﬁTM K BbIBOAY, YTO AJIS IMOJYUYCHU A BOCIIPOU3BO-
IUMBIX U IOCTOBEPHBIX PE3yJIbTaTOB, OTPaXKAIOUIUX «UC-
TUHHY0» aKTUBHOCTb I'PaHYJMPOBAHHBIX KaTaJIn3aTOPOB
B Mpolecce TUAPOOYUCTKU, HEOOXONMMO COOIIONATh Clie-
NyIolve TpeOoBaHUS:

— WCMOJIb30BaTh PEaKTOP C OTHOILIEHUEM [JIMHBI aK-
TUBHOW 30HBI K TMaMeTpy KaTajauzaTopa He MeHee 50 u oT-
HOILIEHUEM JMaMeTpa peakTopa K AuaMeTpy Karajau3aropa
He MeHee 10;

— WCMOJIb30BaTh TEXHUKY pa30aBjeHUS TPaHYJIUpPO-
BaHHOI'O KaTajJu3aTopa MEJIKUMU YaCTULIAMU UHEPTHOTO
HEMOPUCTOro Matepuasa (Kapoua KpeMHus);

— cobJ0JaTh COOTHOIIIEHVE 00bEMOB KaTaau3aTopa u
pazbaButens B untepsadie (1 : 1)—(1 : 4);

— WCMOJIb30BaTh YaCTUIIBI pa30aBuTesl, pa3Mep KOTO-
pbix B 10 pa3 MeHblIIe pa3Mepa IpaHyJl KaTajau3aTopa;

— OpraHu30BaTh MOAYy ChIPbSl U BOJOPOJia B peaKTOp
CBEPXY BHU3 M 00ecreunTh 3pHeKTUBHOE NepeMellinBaHue
CBIpbSI M BOJIOPOJIA 10 MOCTYTIJIEHUS B CJION KaTajau3aropa.

OnbIT CO3AaHMA U IKCNIyaTalL MM YCTaHOBOK
rUAPOOUYUCTKMN HepTAHBIX (PpaKLuui
B UHcTUTYTe KaTanusa

[Mpu pa3paboTKe KaTaJIu3aTOPOB ITyOOKOM THAPOOUHC-
TKM HedTsaHoro ceipbsd B MHcTUTYyTe Katanmza CO PAH
ObLIM CO3IaHbl JBE YCTAHOBKW TUIPOOYMCTKU Ha 6ase
TpyOUYaThIX PpEaKTOPOB C Moaueii ChIPhs U BOJOPOIa CBEPXY
BHU3. XapaKTepUCTUKN YCTAHOBOK IpUBENEeHBI B Ta0d. 2.
YcranoBka | Ha ocHOBe TpyOUYaTOTO peakKTopa AMaMeTPOM
16 MM ObLia BBeieHa B 3kcrutyarauuio B 2006 r. BuyTpu pe-
akTopa BeicoToil 70 cM pacrojiaraeTcs TepMOIIapHbIi Kap-

Tabnunua 2
TexHonornyeckue napamMeTpbl N1a6opaToOPHbIX YCTAHOBOK
rMAPOOUYNCTKM

YcTaHoBKa | YcTaHoBKa
MNapameTp
I II
BHyTpeHHUIN fuameTp peakTopa, MM 16 22
3arpy3ka rpaHynMpoBaHHoro 10-20 20-50
KaTanusartopa, MJl
MakcumanbHas pa?oqaﬂ 400 440
Temnepartypa, °C
Paboyee nasneHue, MMa 0,1-6,5 0,1-14,0
CooTHoLweHe BoAOpPOa/chipbe, M3/M3  200-700 150-1500
06beMHas CKOpoCTb, 4™ 05-50  05-3,0
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Puc. 1. BHewHui Bna yctaHoBkm II

MaH, IPeICTaBISIONINN cO00i TPyOKY nuamMeTpoM 3 MM,
pacmnoJIoKEeHHYI0 TI0 LIEHTPY peakTopa. Bricora uzorep-
MUWUYHOTO CJIOS TpUMEPHO 15 ¢M, peaKTOpHBI 06beM U30-
TEPMUYHON 30HBI COCTABJISIET MPUMEPHO 29 MJI. YCTaHOB-
ka Il — nByxpeakTopHas, ipeqHa3HauYeHa JIJIs TTapajijiesib-
HBIX UCIBITAHU I KaTaJIM3aTOPOB B MPOLIECCaX THAPOOYMC-
TKU JAU3EJIbHOTO TOIJIMBA, T'MAPOOYUCTKU U TUAPOKpE-
KUHTa BaKyyMHoOro rasoiis (puc. 1). ITyck ee cocTosics
B2009-MT.

YcranoBka Il oTnuyaercss oT ycTaHOBKM | HeCKOJIBKO
OyJIBIINM pa3MEepOM peakKTopoB (mmameTp 22 MM, BBICOTA
115 cm), a Takxe O06JbIlIeil BBICOTO M30TEPMUYHON 30HBI
(mpuMepHo 30 cM). OO6beM peaKTOPHOrO MPOCTPAaHCTBA B
M30TEePMUYHON 30HE COCTaBiseT nmpuMepHo 110 M1, a Mu-
HUMaJIbHas 3arpy3Ka rpaHyJIMpOBaHHOTO KaTaJiu3aTopa B
KaXX bl U3 peakTopoB paBHa 18—20 M.

s mpoBeneHMsT SKCMEPUMEHTOB MCIOJIb30BaI KaTa-
JIN3aTOPBI C TTOMEPEYHBIM CEUEHUEM B BUIIE TPUJIMCTHUKA
(BbICOTa OT OCHOBaHHUS 00 BeplIMHBI 1,2—1,3 MM, IiuHa
4—6 mMm). [Ipu apdhexTUBHOM THaMeTpe rpaHyl KaTaausa-
Topa 1,2—1,3 MM COOTHOIIIEHHE AUAMETP peaKTopa/AuaMmeTp
KaTaauzaTopa Ha yctaHoBke I paBHo mpumepHo 10—11, a Ha
ycraHoBke Il — okosno 15; MuHMMabHas BbICOTA CJIOS KaTa-
Ji3aTopa IiJisi 06eruX yCTAHOBOK COCTABJISIET IPUMEPHO 5 CM,
a MMUHUMAaJIbHBII 00beM KaTajau3aTopa IJIsl YCTaHOBOK I
u Il — 9—10 u 18—20 ma coorBercTBeHHO. [Ipu 3arpyske
rpaHyJ KaTajau3aTopa B KauyecTBe pa30aBUTENSI UCIOJIb30-
BaJiu KapOoua KpeMHus ¢ pazmepom yactuil 0,10—0,14 mm.

Tabnauua 3

Pe3ynbTaTbl FMAPOOYNCTKM NPAMOrOHHOMN AN3EJIbHOM
(pakuuu npu pasHoi BeNMYNHe 3arpy3Ku NpoMblILLIEeH-
Horo CoMo kaTanusatopa

Temneparypa, OcTaTo4HOe copepaHue cepbl, ppm
°C 3arpyska 10 mn 3arpyska 20 mn
320 41845 43215
340 5542 5342
360 15+1 14+1

MpumeyaHue. YcnoBus akcnepumMeHTa: Cblpbe — NPAMOTOH-
Has au3enbHas Qpakuma c cogepxaHuem cepsl 1,05 %,

Py, =3,5 MMa, 06bemHas ckoOpoCTb NoAa4M Chipbs 2 4l
COOTHOLWEeHMe BoAopoa/cuipbe paBHo 300.

Tabnuua 4

Pe3ynbTaTbl UCNbITAHUA 06pPa3La NPOMbILLIEHHOTO

CoMo KaTanu3aTtopa B peaKuyuu rupooynCcTKN NPAMO-
roHHOW An3enbHOM hpakuyum B peaktopax yctaHoBoK I u II

06bemHas
Temne- | OcTatoyHoe
CKOpPOCTb
YcTaHOBKa, peakTop nomaum patypa, | cogepxaHue
chipba, 4~} ¢ cepel, ppm
YcraHoBka IT, 2 353 902
peakTop I 2 339 15345
(@22 um) 3 342 28945
YcraHoBka IT, 2 353 87+2
peaktop II 2 342 156+5
(@22 um) 3 343 2965
2 353 81x2
YcraHoBka I
(D16 mm) 2 339 16245
3 340 289+5
MpumeyaHue. YcnoBus aKcnepumeHTa: Py, =3,5Mla,
COOTHOLIEHME BOJOPOA/Cbipbe paBHO 300, Cbipbe — NPAMOrOH-
Has au3enbHas Gpakums c conepxaHuem cepsbl 1,05 %.

Jnst neMOHCTpallu OTCYTCTBUSI BIMSIHUS BHEIIHEH
nuddy3un Ha paboTy KaTajau3aTopa Ha ycTaHOBKe | ObL1n
MPOBEIECHbI 3KCIIEPUMEHTHI 10 OINpPEeIeJeHUI0 aKTUBHOCTH
obpa3siia mpomeiniaeHHoro CoMo KaTaau3aTopa B mpolec-
ce TUAPOOYUCTKY MPSIMOTOHHOM AU3eIbHON hpakIIMy pU
BapbUpPOBaHUU 00beMa 3arpyxaeMoro karajuszaropa (10 u
20 mu). [Ipu 3TOM 00BEMHAasI CKOPOCTH ITOAAYU CHIPbSI ObI-
Jla omrHakoBa. Kak moka3zaiu pe3yiabTaThl, C YBeJIMYCHU-
eM oObeMa KaTajau3aTopa B Ba pa3a JIMHeiiHasi CKOPOCTh
ra30XKMIKOCTHOTO IMOTOKA TaKXke YBEJWYMBAEeTCS B JaBa
pasa, Ipyu 3TOM 3HAYEHUsI OCTATOYHOTO COMEPXKAHMS Ce-
pPBl B MPONYKTaX TUAPOOYUCTKH B 00OMX 3KCIIEPUMEHTAX
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COBMAaJaloT BO BCeM paboueM Juana3oHe TeMIIepaTryp, YTo
CBUJETEIBbCTBYET 00 OTCYTCTBUHU BHelIHeANGbHY3UOHHBIX
orpaHnyeHui (Tab6ai. 3).

Pe3yﬂbTaTbl CPaBHUTCJIbHbIX UCIIBITAHUN KaTajau3aTo-
POB Ha ABYX Pa3JMYHBIX YCTAHOBKAX MPUBEACHBI B TA0I. 4.
B peakrtopsl Ha yctaHoBke 11 3arpysxanu mo 30 M Katanu-
3aTopa, Ha yctaHoBKe I — 10 mu1.

Hannbie Taba. 3 1 4 MoKa3plBalOT, YTO PE3yJIbTAaTHI,
rnojlyyaeMble B peakTopax pa3jMYHOro IuameTpa U Tpu
pa3JIMYHOI 3aTrpy3Ke KaTajanu3aTopa, XOpOolIo BOCITPOU3BO-
ISITCsI. DTO TOBOPUT 00 OTCYTCTBUU BIAMSIHMS (HaKTOPOB,
CBSI3aHHBIX C 3arpy3Koii, Ha MoKa3aTeau aKTUBHOCTU Ka-
Tajau3aropa.

MeToabl aHaNIU3a NPOAYKTOB FMAPOOYUCTKU

AHaN3 UCXOTHOTO CHIPBS ¥ MPOAYKTOB TUAPOOINCTKH
Pa3TUIHBIX HEPTAHBIX PpaKIMil TPOBOIAUTCS C TTIOMOIIBIO
npubOpoB U METOAOB aHaIM3a, MPUBEAECHHBIX B TaOJ. 5.
BosbIras yacTh 3TUX METOMOB MUCIOIb3YETCS HA POCCUIIC-
kux HII3 u B 3aBoackux 1abopaTopusx I MOHUTOPUHTA
CBOICTB MOCTYMAIOIIEro Ha MepepadoTKy ChIPbsl U KOHTPO-
JIsl Ka4eCTBa BBITTYCKAeMOM MPONYKIIUH.

Ipu pa3paboTKe U TeCTUPOBAHWU KaTaJIU3aTOPOB ITy-
OOKOIl TMIPOOUYUCTKHU AU3EIbHBIX (paKinii, TpeaHa3Ha-
YEeHHBIX JJIS1 TIOJyYEeHU s TU3eJIbHOTO TOTIJIMBA C ComepxKa-
HUeM cepbl MeHee 50 ppm, gaxke HeOOJbIIME KOJIMISCTBA

pPacTBOPEHHOTO B MPOJYKTe CEPOBOAOPOJA WU MepKar-
TaHOB MOTYT MCKaXaTbh TMOJIyYeHHbBIE Pe3yJbTaThl MO OC-
TaTOYHOMY cOlepKaHUIo cepbl. [IpobieMbl Takoro pomaa
MOT'YT OBITh pEIIeHbl C UCIOJb30BaHUEM XpoMaTorpada ¢
CEJIEKTUBHBIM TI0 cepe IeTeKTopoM. B Hamem ciydae miist
UIEHTUDUKAIIUA ¥ KOJWYECTBEHHOTO OIpeAeIeHUs] UH-
NUBUIYaTbHBIX CEPOCOAEPXKAIIUX COEAUHEHU I UCTIOTB30-
BaJIcsl XpoMartorpad ¢ aTOMHO-3MHUCCUOHHBIM IETEKTOPOM
JAS (Joint Analytical System, 'epmanus), mpuMep xpoma-
TOrpaMMBbl CEepOCOJEpXKallUX COCAMHEHUH B OM3EJIbHOM
¢dpakLuy IpuBEAeH Ha pUC. 2.

B xome akcrutyaTalmm J1abopaToOpHOM YCTaHOBKU TIPU
TECTUPOBAHUU KaTaJIu3aTOPOB TIyOOKOW THUAPOOUYMCTKHU

Counts
unts| W X0 g
CH, CH,
60- O \ LA
CH, CH,
40+ / i :S zj
20_ Anmﬁaz;:imeﬂ:onu 'M M'l"uu‘/ CH,
e l k L
O-v»’_ﬂMwM M\N

20 40 60 80 100

Puc. 2. Bug xpomaTorpamMmmbl CepoCOAEpKaLLUX COeJUHEHUN
B NPAMOTOHHOI An3enbHoi tpakuum (0bwee cogepxanune
cepbl 1,05 mac.%)

min

Tabnuua 5
NepeyeHb NpU6GOPOB M METOA0B aHANN3a CXOAHOTO CbIPbA U NPOAYKTOB FMAPOOUYMCTKY
Mpubop Bup aHanusa MeTop
o " ASTM D4294,
IHeprofMcnepcuoHHbI PeHTreHO(IYOPeCLEHTHbIN OnpegeneHue obLiero cogepxaHus cepsl B 6eH3MHe, ASTM D6445
aHanu3satop LabX3500 (Oxford Instruments) An3enbHOMN hpaKLmMK, BaKyyMHOM rasoine 1S0 20847 ’
0 6 ASTM D4629,
npegeneHue obLero cofepxaHus a3ora ASTM D5716,
NUPOXEMUNIOMUHECLIEHTHBIM METOLOM
Ananusarop cepbl/a3ota Antek 9000TNS (Antek) ASTM D5762
OnpegeneHue obuwero cofepxaHus cepsl ASTM D5453
NUPOMNIOOPECLLEHTHBIM METOLOM
¥uakocTHoit xpomarorpad Varian ProStar OnpefeneHne KONMYECTBa MOHO-, iU~ 1 nonnapoMatiyeckux | IP 391/395
¢ pedpakTomeTpudeckum fetektopom (Varian) COeAMHEHU B U3enbHbIX hpaKkLumuax (EN 12916)

Xpomarorpad Agilent 6890
C NNaMeHHO-MOHU3aLNOHHBIM fieTekTopoM (Agilent)

Onpenenexne GpakLMOHHOO COCTABa AU3eNbHbIX hpaKLuit
1 BaKyyMHOIO ra30iMis METOLOM UMUTUPOBAHHOM ANCTUANALMUN

ASTM D2887ex

C aTOMHO-3MUCCMOHHBIM feTekTopoM (Agilent&JAS)

Ludposoit neHcumetp Mettler Toledo 30 PX OnpepeneHne NIOTHOCTU HETAHBIX AUCTUANATOB ASTM D4052
AMP-cnekTpomeTp Hu3Koro paspewenus MQC-23 OnpepneneHune o6uero CoOaepXaHua BOLOPOAA B Chipbe ASTM
(Oxford Instruments) U NPOAYKTaX M’MAPOOYUCTKM D7171
. AHanu3 UHAMBUAYANbHbLIX COEAUHEHUN Cepbl
Xpomarorpa Agilent 6890 B IErKWX YINEBOAOPOLHBIX XUAKOCTAX METOLOM xpomarorpacum | ASTM D5623

C CEJIEKTUBHbIM AETEKTUPOBAHNEM
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Puc. 3. ConocTaBneHue xpomatorpamm ogHoro o6pasua ruapo-
OYMLLEHHON AN3eNbHOI (hPaKLUM HeNOCPeACTBEHHO NOCE 0T6HO-
pa npo6bbl (1) n yepes mecsay (2). MpeactaBneHsl obnacTu ner-
KWX U TAXeJbIX CEPOCOAEPKALLMX NPOAYKTOB

Tabnuua 6

BnunaHMe NnpumMecH HeYCTOMYUBOrO cepocoaepiKaLLero
coeaMHEHUA B CBeXMUxX 06pasuax rugporeHnsara

Ha 3HaYeHUA 1 pa3bpoc pesynbTaTOB aHanMU3a 0CTaTou-
HOro copepXaHus cepbl

. S, ppm S ppm S, ppm

t °C (HeycToltunBoe (nocne
(obwas)
coeanHeHMe) KOppeKLumun)

1 2 3 4
320 450-550 35045
340 100-170 10-100 50+2
360 20-140 16-18

IU3eJbHOM (pakiuu, ObLIM OOHAPYXEHBI 3aMETHBIE KO-
JieGaHM s 00IIEero KOJUYeCcTBa cephbl B TPoOaX CBEXKETO I'M/I-
poreHu3arta, MoJy4YeHHbIX B OIMHAKOBBIX YCIOBUSIX. Takoe
TMOBeJieHWE OKa3aJoCh XapaKTePHBIM MJIS BCEX YCIOBUI
MPOBEIeHMS TTpollecca TUAPOOYUCTKH, PACXOXKICHUE B OT-
IEeTbHBIX clydasx mpeBbimaiio 100 ppm (ta6:. 6). Jletaib-
HBI XpoMaTorpacpuyecKuii aHaau3 MO3BOJIUI OOHAPYKUTH

B mpo0ax ruaporeHu3aTa HECKOJBKO CepocoaepKalluX CO-
€IMHEHU A, KOTOPbIE MTOC/Ie HEMPOIOIKUTEBHOIO XPAaHEHUSI
MOJTHOCTBIO MCYE3al0T, BMECTO HUX MOSIBJISIETCS HAbop 00-
Jiee JISTKOKUTISIINX cepocoepKalliX COeAMHEeHn (puc. 3).
3HaueHus coepKaHUs Cepbl 3a BBIYETOM BKJIaJa HEYCTOM-
YUBOTO CepocoiepXallero coeqnHeHus (cM. Tabi. 6, rpa-
da 4) npu 3TOM UMEJIU XOPOIIYI0 BOCIIPON3BOINMOCTD.

[lnomany mukKa HEUACHTU(DUIMPOBAHHOTO COENMHE-
HUS JOCTUTAET 3HAYUTENbHBIX BEJIUYUH, TPU paboueii TemM-
neparype 340 °C KoJIMuecTBO COOTBETCTBYIOIIETO S-conep-
KalIero COeAWHEHUS! CTAHOBUTCS COMOCTABUMBIM C 00-
UM KOJMYECTBOM OCTaTOUHOTO COIEPXXaHUS Cephl, a
ipu Temriepatype 360 °C MOXeT 3HAaYUTEIbHO MPEBBICUTD
9Ty BeJM4YMHY. TakuM o0Opa3oM, HaJIMuue cepoBOAOpOIA
U HEYCTOMUYUBBIX CEPOCOAEPXKAIINX COEIMHEHUI MOXET
CYIIECTBEHHO MCKaXaTh MpEeACTaBIeHUs 00 aKTUBHOCTHU
karanu3atopoB. [lo-BUaMMOMY, MOBBIIIEHHOE AaBJIEHUE
B CHCTEME M BbICOKAsl KOHLIEHTPAlLlMs CEPOBOAOPOAA CIO-
COOCTBYIOT PEKOMOMHAIIMU CEPOBOAOPOJA C HEHACHIIIEH-
HBIMU YTJIEBOJOPOJHBIMU CBS3SIMU U 00OpPa30BAHUIO HEyC-
TOMYMBBIX MEePKalTaHOBBIX coeqUHEHUN. ONMTUMU3ALNS
CHUCTEMBI Cernapaliiu ra3a u XUJIKOCTH (YMEHbIIIeHE 1aB-
JIEHUS B cenapaTope 10 aTMOC(HEPHOTo U NOMOJHUTENbHASs
MpOayBKa TMAPOTeHNU3aTa MHEPTHBIM Ta30M, a30TOM) 1103~
BOJIMJIa U30aBUTHCSI OT MPUCYTCTBUS B MPpoOax cepoBOIO-
poaa Wu IPYTruX HEYCTOMUUBBIX CEPOCOAEPXKALINX COSAM-
HeHuii. [lony4yeHHBIE TTOCTIE 3aMEHBI cerapaTopa 3HauYeHU ST
OCTaTOYHOTO CO/Iep>KaHUsI CEPbl COOTBETCTBOBAJIM 3HAYE-
HUSAM, TTOJYYECHHBIM B NPCAbIAYIINX aHAJIM3aX C YYETOM
BKJIaJja HEYCTOMYMBOTO coeAuHEeHn 1. Takum obpa3om, uc-
MOJIb30BaHUE METO/Ia, MO3BOJISIOIIETO TPOBOAUTh aHAN3
VHAVBUAYAJTbHBIX S-coaepxKaliux COeAUHEHU I, TO3BOIM-
JIO BBISIBUTDH HEYTOBJIETBOPUTENbHYIO paboOTy cenaparopa u
YCTPAaHUTH TPUYMHY 3aBbIIIEHHBIX 1 HEBOCTIPOU3BOANMBIX
AaHAJIM30B OCTATOYHOM CepHhl.

3aKknyeHue

Ha ocHoBe mpoBeneHHBIX B paboTe HCCIeNOBaHMI
ornpe/esieHbl ONTUMAaJbHBIE YCJIOBUSI UCITBITAHUI KaTa-
JIN3aTOPOB TUAPOOYMCTKM B J1aOOPaTOPHBIX peakTopax,
obecreunBaloNIe BOCIIPOU3BOAUMOCTh TOCTUTHYTHIX TT0-
KaszaTesieil B IpOMBILIJIEHHBIX peakTopax. [TokazaHo, 4TO
Ui 1abopaTOPHBIX YCJIOBUIT HEOOXOOAMMO pa3daBiieHUE
HCITBITBIBAEMOTO KaTaJn3aTopa MeJIKOIUCIIEPCHBIM UHEP-
THBIM MaTepualioM, 4TO IO3BOJSIET M36eXaTh MPOCKOKa
ouyMIaeMbIX HEGTIHBIX QpaKIIMii BIOJb CTEHOK Jlabopa-
TOPHOTO peakTopa M ob6ecredyrnBaeT paBHOMEPHOE pacipe-
neJieHre peaKIIMOHHOTO MOTOoKa BHYTPHU CJIOSI KaTaIu3aTo-
pa. [IpeanoyTuTeILHOM NJ15I TECTUPOBAHM S KATAIN3aTOPOB
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TUIPOOYUCTKH SIBJISICTCS 1101a4a ChIpbs U BOIOPO/Ia CBEPXY
BHU3, a CJION KaTaJu3aTopa JOJXEH UMEThb HOCTaTOUHYIO
BEICOTY (0osiee 50 mmamMeTpoB rpaHys KaTanausaropa). [1pu
aHaJiM3e MPOAYKTOB TMAPOOUYMCTKU HEOOXONMMBIM 3Ta-
TIOM SIBJISIETCS yIaJleHUe CEpOBOOPO/IA 3a CUET Cernapaluuu
Mpu aTrMoc(epHOM NaBJIEHUM, YTO TO3BOJISIET U30EXaTb
00pa3oBaHMs B IPOAYKTaX TMAPOOUYMCTKU HECTAOUITBbHBIX
COCAMHEHUIA CEpBI.

DddexTUBHOCTH pa3pabOTaHHBIX METOIUK ObLjIa IPO-
JNEMOHCTPUpPOBaHa TPU TECTUPOBAHUM pPA3IMYHBIX Ka-
TaJqnu3aTOPOB TUJAPOOYMCTKU U TUIPOKPEKMHra HedTs-
HOTO ChIpbs [13—16], BEIGOpE ONMTUMAbHBIX ITApaAMETPOB
3KCITyaTallud TIPOMBIIIJICHHBIX KaTaJlu3aTOpPOB TUIPO-
OYUCTKM TIPU M3MEHEHUU COCTaBa OYMIIAEMOro HedTs-
HOTO CHIpbd [14], a TakXe IIpu pa3pabOTKe peKOMEHIallnit
UL CynbOUAMPOBAHUS KaTajlu3aTOPOB I'MIPOOYUCTKU B
NpPOMBILIEHHBIX peakTopax [17]. Takum oGpa3om, pas-
paboTaHHbIE METONUKM TECTUPOBAHUS KaTajanu3aTopoB
TUAPOOYMCTKU TOJYYUJIU IIUPOKOE PaclpoCTpaHEeHUE B
Hay4YHO-UCCeI0BaTEIbCKOM MPaKTUKE.
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