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(57) Pedepar:

HacToswee un3obpeTeHne OTHOCUTCHA K crnocoby
Mony4yeHusi KOMMo3vuuM TBEPAOro npokaTanusaTtopa
ONst MCMONb30BaHUsi B KaTanuTUYeCcKoW KOMMo3uuuu
Tuna  Uurnepa-Hattra agna  nonumepusauuu,
npokatanusaTtopaMm AnS  MCMONb3oBaHus B
obpa3oBaHMM TakUX KaTanUTUYECKMX KOMMO3ULWIA,
cnocobaM X nonydeHus UM K cnocobam  ux
NPUMEHeHNs Ans norny4yeHus oneguHOBOro nonvmepa.
OnvcaH cnocob nonyvyeHusi KOMMno3uuuyM TBEPAOro
npokaTanusaTtopa Ans UCMONb30BaHUs B KOMMO3ULK
npokatanusatopa Liurnepa-HatTa ans
nonumepusaumm oneguHoOB, BKIOYaOLLMIA
KOHTaKTMpOBaHWE KOMMO3NLUU-NPEALLIECTBEHHMKA,
codepxallel coegMHEHUe MarHusi, ¢ CoedVHEeHueM,
ABNSAOWMMCS ranoreHnaoM TUTaHa, U BHYTPEHHUM

ZOHOPOM 3MEKTPOHOB, oToerneHve  TBepAoOro
npokartanusaropa oT peakLoHHOM cpeabl,
3KCTparMpoBaHue KOMMO3ML{M TBEPAOro

npokatanudatopa nytem ee KOHTaKTUpoBaHMA OOUH
NN HEeCKOJ1bKO pa3 C XNAKUM pas6aB|/|TeneM, a Takxe

cnocob (BapuaHT), BKITHOYAOLLMIA nepeg
3KCTparMpoBaHMeM  KOMMO3WLUWM  CTaAuI  CYLUKK
TBEpAOro  npokartanusaTopa. OnucaHa  Takxe

KOMMNo3uums  TBepAoro mnpokaranu3aropa And
MCMNOMb30BaHUA B KaTanuMTU4YecKon KOMNosuuum Tuna
LUurnepa-Hatta ana nonumepusaumm oneguHOB.
TexHudeckni adppekT - MmonyveHne KaTanuUTUYECKUX
KOMMO3ULIMIA, NCNOMNb3yeMbIX B MOMy4eHUN

nonmmepoB o-0reduHoB, UMEIOLLNX  CHWXEHHOe
codepXaHue pacTBOPMMbIX B Kcunone dpakymn u
NOBbLILIEHHYI0  XeCTKOCTb. KaTanusaTopbl  umeloT
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Oonee BbICOKYO NPOAYKTUBHOCTb n AakT OOCTUXXEHUS] SKBUBANEHTHOWM MOJ'IeKyJ'IﬂpHOVI Macchbl

nonMmepbl ¢-oneduHOB, UMetoLiMe Goree BbICOKYH nonumepa, TPeGyHT CHUXKEHHbIX KONWYECTB areHToB
06beMHYI0 NIOTHOCTb, narot BO3MOXHOCTb perynmpoBaHusa CEneKkTMBHOCTM 1 AalT nonumepsl,
NCNonb30oBaTb CHWKEHHbIE YPOBHM BOAOPOAAa Ans MMeloLLie CHWKEHHOe cofiepXaHne OrMromepos. 3 H.

1 6 3.n. p-nbl, 11 Tabn.

Crpanuua: 2

Evoo08ce N

¢



2280043 C2

RU

RUSSIAN FEDERATION (19)

RU" 2280 043" ¢c2

(51) Int. Cl.

=

N

X
N

%

33
&3
7

4

FEDERAL SERVICE
FOR INTELLECTUAL PROPERTY,
PATENTS AND TRADEMARKS

(12 ABSTRACT OF INVENTION

CO8F 4/654 (2006.01)
CO8F 4/658 (2006.01)
CO8F 10/00 (2006.01)

(21), (22) Application: 2003137598/04, 20.02.2002
(24) Effective date for property rights: 20.02.2002

(30) Priority:
29.05.2001 US 60/294,186

(43) Application published: 20.04.2005
(45) Date of publication: 20.07.2006 Bull. 20
(85) Commencement of national phase: 29.12.2003

(86) PCT application:
US 02/05020 (20.02.2002)

(87) PCT publication:
WO 02/096957 (05.12.2002)

Mail address:
129010, Moskva, ul. B.Spasskaja, 25, str.3,
000 "Juridicheskaja firma Gorodisskij i
Partnery", pat.pov. E.E.Nazinoj

(72) Inventor(s):
ChEN Linfeng (US),
KEMP Richard A. (US),
NEMZEK Tomas L. (US)

(73) Proprietor(s):
JuNION KARBAJD KEMIKALZ EhND PLASTIKS
TEKNOLODZhI KORPOREJShN (US)

(54) CATALYTIC COMPOSITIONS FOR POLYMERIZATION OF THE OLEFINS AND THE METHOD
OF PRODUCTION OF THE CATALYTIC COMPOSITIONS

(57) Abstract:

FIELD: chemical industry; petrochemical
industry; methods of production of  the
composition of the solid procatalytic agent for
utilization in  the catalytic compositions  for
polymerization.

SUBSTANCE: the invention is pertaining to the
method of production of: the composition of the
solid procatalytic agent for usage in the Ziegler-
Natta type catalytic composition for
polymerization; to the procatalytic agents for
usage in the formation of the similar catalytic
compositions; to the methods of their production
and to the methods of their application for
production of the olefinic polymer. The invention
presents the method of production of the
composition of the solid procatalytic agent for
usage in the composition of the Ziegler-Natta
procatalytic agent for polymerization of the
olefins providing for: contacting the predecessor
composition containing the magnesium compound
with the compound being the titanium halogenide
and the internal donor of electrons; separation
of the solid procatalytic agent from the

reactionary medium; the extraction of the
composition of the solid procatalytic agent by
its contacting one or several times with the
liquid dilutant. The invention also presents the
method (a version)providing for the phase of the
solid  procatalytic agent drying before the
extraction of the composition. The invention also
presents the description of the composition of
the solid procatalytic agent for the usage in the
Ziegler-Natta  type  catalytic = composition  for
polymerization of olefins. The technical result
of the invention is production of the catalytic
compositions used in the production of the
polymeric compounds of q-olefins, having the
reduced contents of the xylene-soluble fractions
and the heightened rigidity. The catalytic agents
have the higher productivity and produce the
polymers of g-olefins having the higher volumetric
possibility to use the reduced levels of hydrogen
for achievement of the equivalent molecular mass
of the polymer, need the reduced quantities of
the agents of regulation of selectivity and
produce the polymers having the reduced contents
of oligomers.
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EFFECT: the invention ensures production of rigidity, higher productivity, producing the polymers
the catalytic compositions for production of the of o-olefins with the reduced share of oligomers.
polymeric compounds of g-olefins with the reduced 9.cl, 11 tbl, 90 ex

share of the xylene-soluble fractions, heightened

Crpanuua: 4

Evoo08ce N

¢



170

15

20

25

30

35

40

45

50

RU 2280043 C2

HacTosdwee n3obpeteHne oTHOCUMTCS K YNyYLLEHHbIM KaTanuTU4eCKMm KOMMNo3numusiM Tuna
Linrnepa-Hatta gna nonumepusaumu, npokatannsatopam Ang NCnonb3oBaHWs B 00pa3oBaHnu
Taknx KaTanuTUYecKknx KOMNosumLmin, cnocobam nonyyeHns Takmx KatanuTnyecknx KOMnosuLmin u
npokaTanu3aTopoB 1 K cnocobam NpUMEHeHNs Takmx KaTanuTnyecknx KoMnosuumim ans
nonyyeHns oneguHOBOro nonumMepa.

Monmmepsbl 1 cononuMepbl HU3LWKUX o.-0NedUHOB, B YaCTHOCTU, aTUNEHa, NponuneHa u
ByTuneHa, WNPOKO NUCMNOMb3yTCA B MUpe. YKa3aHHble NoNMMepHble NpoayKTbl O6bIYHO
ABMNAIOTCA OTHOCUTENBbHO AeLleBbiMU B U3rOTOBMEHNW, U OHU 06nadatoT psaaoM KOMMEpPYECKU
nonesHbIx CBOMCTB. Korga nonvMmepusyeTcs aTUMeH, NpoLecc 9BnseTcs OTHOCUTENbHO
HECINOXHbIM B TOM OTHOLLEHWUW, YTO Ha BUA NPOAYKTa HE BNUSIET, Kaknm oOpa3om MOneKynbl
3TUNEeHa NPUCOEANHSIOTCS K pacTyLleln NONMMEPHON Lienu B npoLiecce normMmepusaLmm.
[MonnMMepHbIN NPOAYKT 3TUreHa obbl4HO He CyLLEeCTBYET B CTEPEOU3OMEpPHbIX hopMax.

Korga, ogHako, nonumepusyeTcs NponuneH, Hanmume 60KoBbIX METUMbHbBIX FPYMn Ha
nonvMmepHow Lenu obecnedrBaeT BO3MOXHOCTb HECKONbKUX CTEPEOCTPYKTYP B 3aBUCMMOCTU OT
TOro, Kaknum obpa3om MOJEKYIbI MPONMIIEHa NPUCOEANHSIIOTCS K pacTywen uenu. bonblias Yactb
KOMMepYeCKOro nonunponureHa sBnseTcsa pesyrnbTaTtoM CTepeoperynspHoro npucoegnHeHus
MOJIeKyn nNponuneHa B N30TakTU4eCcKon KoHdurypaumu. Monekynbl nonvMmepa, nmeroLipye
DornbLUOe KONMYECTBO CTEPEO-UPPETYNISPHBLIX MPOMUITEHOBLIX 3BEHBEB, SBMAKTCA aMOPdHbIMM,
WU HEKPUCTaNNNYECKNMN, N yKa3aHHas hopMa SBMASIETCH MEHee xenaTenbHOW, Yem
n3oTakTuyeckas opma. B cnyvyae npucyTCTBUSA B 3HAUMTENBHOW Nponopuun
HeKpucTannuuecknin nonumep JormkeH obiTb yaaneH ans obecneyeHms 6onee xenaTensHOro
BbICOKOKPUCTaNNMyeckoro Matepuarna. Takon HeKpUCTannmyeckuii NnonnMmep 4acTo HasbiBaloT B
TEXHUKe "aTakTndeckum", XoTa hakTUYECKN OH COOEPXKMUT N aTakTUYECKMNE, N KOPOTKNE
N30TaKTUYECKME, U KOPOTKME CMHONOTAKTUYECKNE, U PETNO-UPPErYNAPHbIE ONMTOMEpPHbIE
MOSIeKynbl.

CrteneHb perynapHoCT1 NOnMnponureHa MoXeT OblTb U3MepeHa NyTemM OnpeaeneHns
NPOLIEHTHOro CoAepXaHusi nonumMepa, pacTBOPUMOro B pacTBOpUTENE, TakoM Kak KCUMOo.
['oBOpAT, YTO CTepeoperynspHble NONMMNPONUIeHoBbIe NONMMEPLI, UMeIoLLNE BbICOKOE
NpoLEeHTHOe codepXaHne aTakTUYecKoro nonnmepa, UMeKT BbICOKYI0 A0M0 (pakLumi,
pacTBOPUMbIX B Kcurore. BbiCOkoe KONMYeCTBO aTakTUYeCKoro nonMMmepa umeeT TeHAEeHUMIo
CHWXaTb KPUCTaNMUYHOCTb U, COOTBETCTBEHHO, )XECTKOCTb (MOAYNb YNPYrocTu npu uarnbe)
nonumepa.

M3BEeCTHO, YTO KONNYECTBO aTaKTMYeCcKoro nonvmMmepa, obpasoBaHHOro B npouecce
nonvMepusaumm, MoXxeT ObiTb CHUXKEHO (4TO Takke M3BECTHO, KaK yBENUYeHne
CTepeocenekTMBHOCTN NoNUMepu3anumn) Cnosb3oBaHNEM areHTa perynmpoBaHus
cenektmBHocTU (SCA), Takke Ha3bIBaeMOro BHELLUHUM JOHOPOM 3nekTpoHoB. MNoaxoasuwme SCA
BKITHO4AIOT CUITaHOBblE COEAMHEHWS, B YAaCTHOCTW, auumknoneHTungumetokcmcunaH (DCPDMS),
yuknoneHtTuntTpumetokcucunan (CPTMS) nnn anumknorekcungnmetokcucunad (DCHDMS),
paccmoTpeHHble B US-A-4990479, US-A-5438110 n B gpyrux OOKyMeHTax.

Katanutuyeckue komnosuumm Tuna Uurnepa-Hatra anga nonumepusayun oneuHoB 06bI4HO
cofepXat TBepAblii KOMNOHEHT, coAepXallmii MarH1ii, TUTaH U ranoreHoBble pparMeHTLI B
coyeTaHun ¢ BHYTPEHHUM JOHOPOM SMEeKTPOHOB (Ha3biBaeMbIM "rnpokaTtannsaTtopom"),
BELLECTBOM, KOTOPOE CMOCOOHO K NMPeBpaLleHMIO NpoKaTanM3aTopa B akTUBHbIW KaTannsaTop
nonvMmepusaumm (HasbiBaeMbIM "cokaTanusaTopoM"), 1 (ecrnu ucnonb3yeTcsa Ana nonMMmepmnsanmmn
BbICLUNX o-ONeUHOB C NornyyeHneM perynspHbix nonumepos) SCA, Unn BHELWHUM OOHOPOM
3MNeKkTpoHOoB. Noaxoasme BHyTPEHHWE AOHOPbI 3NEKTPOHOB BKITIOYAKOT apoMaTudeckue
CMNOXHblE MOHO- UMK AN3UpPbLI UK UX NPON3BOOHbIE NPOCTblE AUPbI, Takne Kak 6eH3oaThbl,
dTanatbl u ux npoctble Cy_4-ankmnosble 3upbl. TpaauLMOHHbIE COKaTann3aTopbl BKOYaoT
aANtOMUHUATPUANKWMbI, TaKUe Kak TPUITUNantoOMUHUI UNu Tpun3obyTnnantoMUHURn, n
antomMokcaHbl. Cokatanua3aTtop MoXeT O6bITb CKOMOMHUPOBaH NN 00pa3oBbIBaTb KOMMIEKC C
4YacTbio UNKN CO BCEM BHYTPEHHWUM JOHOPOM 3F1EKTPOHOB, areHTOM perynmpoBaHus
CENEeKTUBHOCTU, UMK C TEM U APYTUM, Npy HEOBXOANMOCTU. XOTS N3MEHEHNS B NMOOOM 13
YKa3aHHbIX KaTanMTU4ecknx KOMMOHEHTOB OyayT BNUSITb HA XapakTePUCTUKN NOMy4aemMoro
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KaTanuaartopa, NpoKaTanu3aTtopoMm SBMSeTCA KOMMOHEHT, KOTOPbIA NokaxeT obnagaHue
HanbornbLUENn BO3MOXHOCTBIO MoAumrKaLmMm ¢ nonyYyeHnemM OonbLUen KaTannTuyecKom
aKTUBHOCTMW.

NutepaTypa nsobunyet onncaHUsaMU, OTHOCALLUMMUCH K pasnnyHbIM U3BECTHLIM criocobam
nony4eHns npokatanuaaTtopos. Npumepsbl BkntodaoT US-A-5247032, US-A-5247031, US-A-
5229342, US-A-5153158, US-A-5151399, US-A-5146028, US-A-5106806, US-A-5082907, US-A-
5077357, US-A-5066738, US-A-5066737, US-A-5034361, US-A-5028671, US-A-4990479, US-A-
4927797, US-A-4829037, US-A-4816433, US-A-4728705, US-A-4548915, US-A-4547476, US-A-
4540679, US-A-4472521, US-A-4460701, US-A-4442276 n US-A-4330649. OgHum
npeanoYTUTENbHBIM CNOCOOOM Cpeay BbllleyKa3aHHbIX ONMcaHui SsBNSeTCs cnocob
obpasoBaHuA NpedLlecTBEHHUKA U3 CMECU ONAnNKOronaToB MarHMs 1 ankoronaTtoB TUTaHa,
KOTOpble B3aUMOOEWCTBYIOT C TETPaxnopuaoM TuTaHa (XNopupytoTcs) B NPUCYTCTBMM CINPTA,
apomMaTMyecKoro rmapoKCUOHOrO COeAMHEHNST U1 apoMaTUYECKOro pacTBOpPUTENsi, 0COBEHHO,
xnopbeH3ona. TakMum cnocoboM BbIAENAKT TBEPAbI BbICOKONMOPUCTbLIV NPeaLeCcTBEHHUK
NOCpPeaCTBOM CENeKTUBHOIoO ocaxaeHus npy yaaneHun cnupta u3 pacteopa. Takke cpeau
BblleyKa3aHHbIX onucanmii US-A-4829037 packpbiBaeT TepMooOpaboTKy npokaTtanusartopa B
NPUCYTCTBUM UM B OTCYTCTBUE PacTBOPUTENS, a Takke NPOMbIBKY Nony4yaemMoro
npokaTanuaaTopa MHOXeCTBO pa3s H-renTaHoM Mexay cTagusiMy XIOpupoBaHUs 1 rnocne
XNOpUpPOBaHUS.

CornacHo HacTosweMy n3obpeTeHuto npeanaraeTca cnocod nonyyvyeHus KomMnosnumm
TBEpAOro npokaranuaaropa A UCnonb3oBaHWs B KaTanntuyeckon komnosuumm tuna Liurnepa-
HatTa anga nonumepusauumn oneuHoOB, NPUYEM yKasaHHbIN Cnocob BKITHOYAET:

KOHTaKTMpoBaHWe KOMMNOo3UMn-NpealecTBEHHNKA, cogepallen coeuHeHne MarHus, ¢
COeMHEeHVEM ranoreHmaa TuTaHa u BHyTPEHHUM JOHOPOM 3MEKTPOHOB B NHOOOM nopsigke B
noaxoasilen peakUMOHHON cpede C nosyYeHnemM KoMnosnumm TBepAoro npokarannsartopa;

oTAeneHue TBepaoro npokaTanuaaTopa OT peakLMOHHOW cpeabl;

3KCTparnpoBaHMe KOMMosnumm TBepAoro npokaranuaaropa npu ee KOHTakTMpoBaHUU OAMH
UKW HECKOIbKO pas3 C XXUOKUM pasbaBuTenem npuy noBbILLEHHOW TemnepaType B TeveHune
nepuoga BpemMeHu, OCTaTO4HOro AN NonyYeHns KoMno3uumm Teepaoro npokaTanMsaTopa,
UMeELoLLEeN CHMXEHHOe coaepXXaHue TUTaHa Nno CpaBHEHUIO C COAepXXaHueM TUTaHa B KOMMNo3uLmu
TBEpPOOoro npokaTanuaaTtopa A0 yKa3aHHOW 3KCTPaKLmu; U

n3Brie4eHne KOMNo3nLmMm TBEPAOro npokaranusaTopa.

Takke B HacTosiLee n3obpeTeHre BKMOYEHbI TBEPAbIE MpOKaTanM3aTopbl, NONyYEeHHbIE B
pesynbTaTe BbllleyKa3aHHbIX CMOCOO0B MOMyYeHus, KaTanm3aTopbl NonMMepnsaLmm onedgmrHoB,
coaepallme ogHy Ui HECKOMbKO BblLLeyKa3aHHbIX KOMMO3ULMA MpoKaTanu3aTopos,
cokaTanusaTopbl W areHT perynMpoBaHusa CenekTUBHOCTHU, YIyULleHHbIM cnocob nonvMmepusaumm
orneguHOB, BKMOYaLWUIA KOHTaKTMpOBaHWe onednHOBOro MOHOMepa B NPUCYTCTBUU
BblLLeyKa3aHHOW KaTanuTU4eCcKon KOMMNo3uuuu, a Takke nonyyaemsle nonnoneguHoBbIe
nonuMepsbl.

KaTtanutuyeckue KOMNo3nLmMmM No HacTosILLEMY N30BPETEHNIO NCMOMb3YIOTCH B NOMy4YeHUN
NonnMepoB o-0NnedUHOB, UMEIOLLIMX CHUXKEHHOE codepXaHne pacTBOPMMbIX B KCunone dpakumi
1 NOBbILLEHHYH XXECTKOCTb, YTO NOATBEPXKOAETCH MOBLILLEHHBIM MOAYEM YNPYrocTn, 0CoOBEeHHO,
MogyneM ynpyroctu npuv n3rube. Katanusatopbl n3006peTeHns Takke MMetoT 6onee BbICOKYH
NPOAYKTUBHOCTb U Aat0T NonMMmepsbl g-oneduHoB, umetome 6onee BbICOKY0 O6EMHYHO
NNOTHOCTb. Kpome Toro, oHM aloT BO3MOXHOCTb UCMNOMNb30BaTh CHWXXEHHbIE YPOBHWU BOAOpoAa
ANSA OOCTUXEHUS SKBMBANEHTHOW MOMEKYNAPHON Macchl nonumepa, TpebyloT CHUXEHHbIE
KOMMYecTBa areHTOB peryrnmpoBaHns CeNeKTUBHOCTU 1 AaloT NONUMEpPbI, UMetoLLMe CHUXKEHHOoe
coaepxaHve onMroMepos.

Bce cchbinkun Ha Nepruoamyeckyto CUCTEMY 3NIEMEHTOB 34€Cb OTHOCATCH K Mepuoamnyeckom
cucTemMe anemMeHToB, onybnnkoBaHHOW N pa3MHoXeHHo nagatenscteom CRC Press, Inc., 1999.
Takxke nobas ccbifka Ha rpynny Unu rpynnsl OTHOCUTCSA K rpynne unu rpynnam, Kak oTpaxeHo
B yKa3aHHOW nepmoan4eckor cucteme anemMeHToB, ncnonesaytowler IUPAC-cuctemy ans
HyMepauwuu rpynn. [Ing uenern npakTuki nateHToBaHusi n3obpeTteHnii B CoegmHeHHbIx LUTaTax
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AmepuKkM cogeprkaHne Nboro naTteHTa, 3asiBKW Ha NaTeHT My nyonukauun, ynoMmmHaemMbIxX
34eCb, TEM CaMblM BKIHOYEHO B HACTOSILLYIO 3asiBKY NOCPEACTBOM CCbISIKM BO BCEW MOMHOTE,
0COBEHHO, NO OTHOLLEHMIO K OMMCaHWIO CTPYKTYP, CNOCOBOB CMHTE3a N 0BLLNX CBEAEHUI 4aHHOW
obnacTtn TexHuku. TepMuH "Bkntovaowmn" Npm NCnonb30BaHUM 34EeCh MO OTHOLUEHUIO K
KOMMO3MLUMN NN CMECU He NpeanonaraeT UCKMOYeHNa AOMNOSHUTENbHOrO NPUCYTCTBUS Nto6oro
Opyroro cCoeAnHeHUs unm KoMnoHeHTa. TepmMuH "apomaTtudeckuin” unm "apun” oTHOCUTCA K
MHOroaTOMHOW LIMKINNYECKOM KOMbLIEBOW CUCTEME, codepxallen (45+2) m-aneKkTpoHoB,

roe § npeacrtaBnser uenoe 4mcno, bonbliee nnm pasHoe 1.

Bespge B faHHOM onncaHumn n oopmyre n3obpeteHnsa gpasa "cbipas Macca, cogepxaiyas
TBEpAbI NpokaTanuaaTop" o3Ha4YaeT mMaccy TBEPAOro Marepuana u Xuakoro martepuvana, B
KOTOPOM KOSMYECTBO MPUCYTCTBYIOLLEN XXMAKOCTU COCTaBMSAET, NPeanoyTUTensHo, bonee
npumepHo 10% macc. 1, npeanodTUTensLHO, MeHee npuMmepHo 20% Macc. No OTHOLLEHUIO K
obuwer macce matepuana. Cbipoli Maccown, NpeanoyTUTENbHO, ABMASETCS (PUNbTPOBarbHbIN
0CafoK, ocTarLwmincs Ha unbTpe Nocrne Toro, Kak TBEPALIN NpokaTanm3aTop oTAeNsoT OT
peakunoHHOM cpefbl, UCNOSb3yeMOoW NMpu ero nosnyyvyeHuu. BolpaxkeHue "cbipas macca”
yKa3bIBaeT, YTO TBEPAYIO MACCy He CyLllaT NponyckaHMem ropsayero Bo3gyxa unm asorta yepes
Maccy, BaKyyMHOW CYLUKOW Uin ApYyrMM Crnocobom CYLLKK Cbipoi Macchl. Bce YacTn n npoueHThI
npuBeAEHbI N0 Macce, eCriv MHOE He YKa3aHO UK He ABNAETCA OBLLENPUHATBIM B TEXHUKE.

Kak ykasaHo BbllLe, NpeALeCTBEHHNKN NpokaTanuaatopa nonnmMmepusaunmn oneguHoB,
ncronb3yemMble B U306peTeHnmn, cogepxaTt coeamHeHne MarHusi. lNpumepsl BkoYaoT 6€3B04HbIN
XIiopua, MarHusi, AMankoronsaTbl MarHNS UM KapOOKCUIMPOBaHHbIE ANaNKOronaTbl MarHus.
MpeanoyTUTENbHBIM COEANHEHMEM MarHus sIBRseTCa AMIaTOKCUMarHuin. Takke MoryT
NPUCYTCTBOBaTb AOMNOMHUTENBHbIE KOMMOHEHTLI, 0COBEHHO, COeaMHEHNSA TUTaHa.
MpegnovtTuTenbHble NPeaWweCTBEHHUKN cogepXaT OgHO UM HECKOSbKO COeaMHEHUA MarHna u
OLHO MM HECKOMbKO COeAMHEHU TuTaHa, 0COBEHHO, COeANHEHMS B BUAE CMELLAHHOTO MarHWin-
W TUTaH-ankoronaTa, apurokecuaa unu ranoreHnga. PasnmyHele cnocobbl Nony4YeHns coegmHeHnn
npeaLecTBEHHNKA NpokaTannaaTtopa M3BECTHbI B TEXHUKE. YKa3daHHbIe CocoObl OnucaHbl, cpeaun
npoyero, B US-A-5034361, US-A-5082907, US-A-5151399, US-A-5229342, US-A-5106806, US-
A-5146028, US-A-5066737, US-A-5077357, US-A-4442276, US-A-4540679, US-A-4547476, US-
A-4460701, US-A-4816433, US-A-4829037, US-A-4927797, US-A-4990479, US-A-5066738, US-
A-5028671, US-A-5153158, US-A-5247031 n US-A-5247032. B 4aCTHOCTU, NOSNYYEHNIO MOXET
cnocobcTBOBaTb MCMOMb30BaHNE OOHOMO UMM HECKONbKMX COeOMHEHWUI, Ha3biBaeMbIX
"oTcekatowmmm areHTamn" (clipping agents), koTopble cnocobCcTBYOT 06pa3oBaHMIO
cneymanbHbIX KOMNo3numin. Mprmepbl NOAXOAALLMX OTCEKAIOLMX areHTOB BKIOYaoT
Tpuankunoopartbl, 0cobeHHO, TpnaTunbéopaT, peHOoNbHbIE COEANHEHNS U CUIaHBI.

MpeanoyTnTEnbHLIM NpeaLlecTBEHHMKOM NMpoKkaTanusartopa Ans UCnosib30BaHus B
HacTosILLIEM N30OpeTEHMMN ABMSIETCA CMeLlaHHOe COeANHEHNE MarHusi/TutaHa opmynbl
Mg 4Ti(OR®)X{ED),, B koTOpPOIA R® NpeacTaBnaeT anndaTuyecknii N apoMaTnyeckuii
YyrNeBOAOPOAHbLIN pagukan, umetowmnin 1-14 yrnepogHeix atomos, unn COR', rae R’
npeacTaBnsAeT anndaTtMyecknini unm apoMaTUYecKUii yrneBoaopoaHbI pagukan, umetowmn 1-14
yrnepoaHbix aTomoB; kaxaas OR®-rpynna siBnsieTcs ognHaKoBOW UNM pasnuyHoit; X He3aBncumMo
npegctasngaeT xnop, 6pom unu nog; ED npeacraenset AoHOp anekTpoHoBs; d paBHo 1-36,
npeanoyTuTensHo, 1-10, Hanbonee npeanoyYTUTENLHO, 2-6; € paBHO 0-12, NnpeanoYTUTENbLHO,
1-10, Hanbonee npegnovtutensHo, 2-10; f pasHo 1-40, npeanoytuTensHo, 1-10, Hanbonee
npegnoytutensHo, 1-6; n g pasHo 0,1-3, npeanoytutensHo, 0,5-2,5, Hanbonee
npegnoyTuTensHo, 1-2.

BbllweykasaHHOe cMeLlaHHOe CoeAUHEHNE MarHnsa/TuTaHa u Heobsi3aTenNbHbIA AOHOP
3N1EKTPOHOB MpeBpaLLalTcs B TBEPAbIN NpokaTanu3aTtop Npu AanbHenwem B3aMMmogencTasnm ¢
coeanHeHVeM ranoreHmaga tutaHa. llogxoasime ranoreHnabl TutraHa nmetot popmyny
Ti(OR e)J-Xh, B koTopoit R® 1 X sBnsitoTca TakMmMu, Kak onpeaeneHo Boilwe; j paBHo 0, 1 nnu 2;

h npeacrtaengaet uenoe ynucno ot 1 go 4; u (j+h)=3 unn 4. Ecnu TonbKo AOHOP 3NEKTPOHOB
V)K€ He BBeAEH B NpeaLeCcTBEHHUK B 4OCTAaTOYHOM KOJIMYECTBE, TO OH MOXET ObITb BBEAEH
OTAENbHO J0, B MpoLecce uUnum nocre B3auMOAENCTBUS C COEAUHEHNEM ranoreHnga TutaHa.
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JTio6on cnocob nonyyeHnsi, M3BNEYEHUS U XpaHEHUS TBEPAOro NpelecTBEHHNKA ABMNsIeTCS
NoAxXoAsaLWuUM ANsi UCMONb30BaHUA B HACTOSILLEM U300peTeHMN.

OpaHum nogxoaswmm cnocobom npespalleHus npejllecTBeHHUKa npokaTanusaropa B
npokartanu3aTtop nonumepusaunn 9BnseTcs B3aMMoaencTane npejecTBeHHUKa ¢ ranoreHnaom
TWUTaHa, Heobsa3aTenbHbIM YrIEBOAOPOAOM UMK rarnoreHyrneBogopoaoM U JOHOPOM 3MEKTPOHOB
(ecnu oH ewwe He npucyTcTByeT). MpegnoyTnTenbHbIM ranoreHMaoM TuTaHa aBnseTcs
TeTpaxnopua TuTaHa.

HeobsA3aTenbHbIVi yrNeBOOOPOA UMK ranoreHyrneBoopos, UCNOoNb3yeMblil B MOMYyYeHUM
npokaTtanuaaTopa nonumepmsaunmn oneguHOB, NPeanoYTUTENBHO, COAEPXNUT A0 12 yrnepoaHbIX
aTOMOB BKMOUNTENBHO, bonee npegnoyTUTensHO, A0 9 yrnepoaHbiX aTOMOB BKITHOUMTENBHO.
TunuyHble NpuMepbl YrNeBogOPOAOB BKIHOYAKOT NeHTaH, okTaH, 6eH3on, Tonyon, Kecunon,
ankun6eHsonbl 1 T.M. TUNU4YHbLIE NPUMeEpPLI anndaTnyecknx ranoreHyrneBo4opoaoB BKMYaoT
MeTuneHxnopua, MetTuneHbpomua, xnopodopM, TeTpaxnopug yrnepoaa, 1,2-gubpomataH, 1,1,2-
TPUXNOP3TaH, TPUXMOPLMKIIOrekcaH, AuxnopdTopMeTaH U TeTpaxnopokTaH. TUnu4Hble npuMeps!
apomaTtuyecKmx ranoreHyrnesogopoaoB BKNoYaloT xropbeHson, 6pombeHson, ouxnopbeHsons! 1
xnopTonyonsbl. N3 anudaTtuyeckmx ranoreHyrrnesogopoaoB npeanodTUTeNbHbIMN ABASIOTCH
coeiHeHus1, codepXallme, No MeHblUen Mepe, ABa XJNTOPUAHbLIX 3aMecTUTens, npuyem
TeTpaxnopua yrnepoga v 1,1,2-TpuxnopaTtaH sBnsoTca Hanbonee NpeanoyTUTENbHbIMKU. U3
apomaTuyecKmx ranoreHyrnesogopoaoB 0CO6eHHO NpeanoyTUTENbHLIM ABASeTCA XnopbeHson.

JTrobon JoHOpP 3NEeKTPOHOB MOXET BObITb MCMNONb30BaH B HacTosLLeM n3obpeTeHnn, ecnu
TONbLKO OH cnocobeH npespallaTh NpedwecTBEHHWUK B NpokaTanuaaTop. [Nogxogawmmm
OOHOpaMM SNEKTPOHOB ABMASIKOTCSA OOHOPbI 3NEKTPOHOB, CBOOOAHbLIE OT aKTUBHBIX aTOMOB
BOAOpPOAA, KOTOpble TPaAMLMOHHO UCNONb3YTCA B 06pa3oBaHnn TUTaHCoA4epXKallnx
npokatanu3atopoB. OcobeHHO NpeanoYTUTENbHBIE AOHOPbLI ANIEKTPOHOB BKITHOYAOT NPOCThIE
3upsbl, CNOXHbIE 3PMPbI, aMVHbI, UMWUHbI, HUTPUIbI, POCHUHBI, CTUOUHBLI U apcuHbl. Bonee
npeanoYTUTENbHBIMM JOHOPAMW 3TIEKTPOHOB, OOHAKO, SBMAKTCH CrOXHbIE 3¢upbl KAPOOHOBBIX
KMCNOT UMK UX NPON3BOAHbIE - MPOCTbIe 3UPbI, OCOBEHHO, CMOXHbIE anknnacupsbl
apomMaTnyecKkMx MOHOKapOOHOBbLIX KUCMOT MUK AMKapBOOHOBLIX KUCMNOT U UX MPOU3BOAHbBIE -
npocTble adupbl. MpumMepamn Takux AOHOPOB AMEKTPOHOB ABMASATCA MeTunbeHsoar,
3TMNOeH30aT, aTun-napa-aTokcubeHsoar, aTun-napa-meTokcMbeHsoaT, AuaTundranart,
anveTunHadgTanmHgukapbokennart, guusobytundTanar ((DIBP)(ONB®)),
annsonponuntepedtanat. JOHOPOM 3MEeKTPOHOB MOXET BbITb NPOCTOE cCoegUHEHME UNN CMeCb
COeINHEeHWI, HO, NPeanoYTUTENbHO, JOHOPOM 3MEKTPOHOB ABMSETCS NPocToe coeanHeHve. N3
NpeanoYTUTENbHbBIX JOHOPOB 3MIEKTPOHOB - CITOXHBIX 3hMPOB OCOOEHHO NPeanoYTUTENbHBIMU
ABNAOTCA aTMN6EeH30aT, aTUM-Napa-aTokcmbeHsoaT n Ann3obyTundTanar.

Cnoco6, No KOTOPOMY B3aUMOLENCTBYIOT NpedLecTBEHHVK NpokaTanMsaTopa,
HeobA3aTenbHbIN YrneBoaopos Unu ranoreHyrneBogopos U JOHOP 3MNeKTPOHOB, He ABMseTcH
KpuTnyeckum. B ogHOM BapuaHTe ranoreHn TutaHa BBOOAT B CMECb AJOHOPa SMNEKTPOHOB U
npeaLlecTBeHHNKa npokatanusatopa. bonee npeanodTUTensHO, O4HaKo, JOHOP 3MNEKTPOHOB
CHavana CMeLUnBaloT C ranioreHMaoM YeTblpexBaneHTHOro TuTaHa n Heobsa3aTenbHbIM
ranoreHyrrnesogopoaoMm, 1 MNONyYeHHY0 CMeCb UCMOoNb3YIOT ANS B3aMMOAENCTBUS C
npeaLwecTBeHHNKOM NpokaTanusartopa. [lpyrne MeToaukmn Takke aBnsoTcs NoaXOAaLMMN, ecriv
3TO XenaTenbHo.

Monyyaembli TBepAbIN NPOAYKT MOXET 6bITb AOMONHUTENBbHO ranoreHMpoBaH npu
B3aMMOOENCTBUM C AONONHUTENbHbLIM KONIMYECTBOM TUTaHranoreHUaHoro CoeanuHeHNs, ecnm aTo
TpebyeTcs, n ONONHUTENBHO ranoreHyrnesogopoaa. [se npowueaypbl MOryT ObiTb 0ObeAMHEHDI
UIn UCnonb3oBaHbl 0TAerNbHO. Kpome Toro, 4acTto NCnonb3yeTcs BBeAeHUe KUCITOTHOMo
xnopuvaa, Takoro kak 6eH3onnxnopua unu ranounxnopua, otTaensHo nnu B KOMbuHaumm ¢
BblLLIeyKa3aHHbIMW Nocneayowummn obpaboTtkamu, AnNa ONOMHUTENBHOrO 0bneryeHns
3aMeLLeHNs ankoronsaTHbIX OCTaTKOB ranoreHuaHbIMy ocTaTkaMu. YkasaHHOe 3amelleHne, nnm
ranoreHnpoBaHue, XOPOLLO N3BECTHO B TEXHUKE, 1 CrieumanuncTbl B AaHHOW 061acTu TEXHUKM
CMOCOGHbI BbIMOMHUTL Takoe 3aMeLleHre C NCMOoMb30BaHWEM XOPOLLO U3BECTHbLIX CMOCOBOB.

B npeanoytutensHOM BapuaHTe CMech npeaLlecTBeHHVKa npokaranusaTopa, ranoreHuga
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TWUTaHa, 0HOPA 3NEKTPOHOB U HEODA3ATENbHOrO ranoreHyrneBogopoaa NoaaepKuBaoT npu
NoBbLILLEHHON TemMnepaType, Hanpumep, Npu Temnepartype 4o npumepHo 150°C, B TeueHne
HEKOTOPOro nepuoga BpemeHu. Hanny4ywmne pesynbTaTbl NOMyYaT, ecnv matepuansi
B3aMMOENCTBYHOT CHavyana npu temneparype, paBHOM unu 6rmMskon K Temneparype
oKpy>KatoLlen cpefbl, a 3atemM HarpeatoTcd. ObecneymBaloT 4OCTAaTOYHOE KONMYECTBO
ranoreHnga TuTaHa ans npeBpalleHnsi, N0 MeHbLUEK Mepe, YacTu U, NPeanodTUTENBHO, NO
MEHbLLEN Mepe, 3HaYNTENBHON YaCTU anKorosATHbIX OCTATKOB MpefLlecTBEHHMKA
npokaTanuaaTopa B rafnioreHuaHble rpynnbl. YkasaHHOe 3aMeLleHne NpoBOASAT 3a O4HY Unu
HECKOJNbKO onepauui B3aMMOAENCTBMS, KaXKAYI0 U3 KOTOPbIX NPOBOASAT B TedeHMe nepuoaa
BPEMEHW, COCTAaBISAIOLLEr0 OT HECKOMNBKNUX MUHYT 0O HECKOIbKMX YacoB, U NPEANOYTUTENBHBIM
SIBNSAETCA NPUCYTCTBME ranoreHyrneBogopona B npouecce Kaxgoro Bzammogenctams. OBbIvHO
obecneunBaloT 4OCTAaTOMHOE KONMMYECTBO AOHOPA 3MEKTPOHOB, TaK YTO MOSIbHOE OTHOLLEHNE
[OHOpa 3MEKTPOHOB K MarHuio, NPUCYTCTBYIOLWEMY B TBEPAOM NpeaLleCTBEHHUKE
npokatanuaartopa, coctaBndet oT npumepHo 0,01:1 go npumepHo 3:1, NpeanoYTUTENLHO, OT
npumepHo 0,05:1 go npumepHo 2,0:1.

Mocne obpasoBaHMAa TBEpAOro NpokaTanuaaTopa, BKIYas BbllLeyKa3aHHY NocnenyoLwyto
06paboTKy 3ameLleHnem, MaTepuan TBepaoro npokatanuaaropa OTAENAT OT peakLMOHHOM
cpeabl, NpeanodTUTENbHO PUNLTPOBAHMEM C MOSTyYEeHNEM CbIpOro octaTtka Ha unbTtpe. Coipor
OCTaTOK Ha puMbTpe 3aTeM xenaTtenbHO NPOMbIBAIOT ANS yAaneHnsl HenpopearmpoBaBLLEro
ranoreHnga TMtaHa, U OH MOXeT ObITb BbICYLUEH A5 yOAaNeHUsa OCTaTOYHON XUOKOCTU, €Cnn 3TO
TpebyeTtca. Cbipoit NPOMbIThLIM OCTATOK HA PUNBLTPE, CoaepXKallymii TBepAbIn NpokaTanuaaTop,
3aTeM 3KCTparvpytoT OAMH NN HECKONBbKO pa3s, Kak pacCMOTPEHO paHee, ANsi CHUXKEHUs
COoOepXaHnsi TuTaHa B KOHEYHOM NpokaTanmM3aTope.

OKCTpaKLUmMs BKNIOYaAET KOHTaKTUpOBaHUe CbipOM Macchl, CoAepXallen npokaranmsaTtop,
npeanoyYTUTENBHO, OCTAaTOK Ha PUNBLTPE, C XKUOKUM pa3baBuTenem 1 noBbilLEHNE TEMMNeEpaTyphI
CMecCH BbILLIE KOMHATHOW TemnepaTtypbl. HanpoTus, npouenypbl MPOMbIBKW, UMK OMOSAacKUBaHWS,
He MCMNOoMb3yHT MOBbILLIEHHbIE TemMnepaTypbl. ICNonb3yeMblil KOHKPETHBIN XXUOKUA pa3baBuTensb,
npeaenbHy TemnepaTtypy, Npy KOTOPOW ONOackMBakT CMECh, U NEpUoS, BpEMEHN, B TEYEHNE
KOTOPOro CMeCh BblAEPXKMBAIOT NP NOBLILLEHHOW TeMnepaType, BbIONpatoT Tak, YTO NOfyYeHHbIN
KOHEYHbIV TBEpAbIN NpoKkaTanu3aTop MMeeT COAepXXaHne TUTaHa Hxe, Yem obluee coaep)KaHune
TUTaHa B MaTepuane TBepAoro npokaranunsatopa, NpUCyTCTBYIOLEro B TBEPAOM
npokaTanuaaTope A0 9KCTpakuun. 3aTtemM TBepablii NpokaTanu3aTop 1 3KCTparnpyroLLyro
XNOKOCTb pa3fenstoT. ITo ABnseTcss 0COO6EHHO NpeanoYTUTENbHBIM NPY B3aUMOAENCTBMM CMECH
npu Temnepatype Bbile 45°C, npegnovtmuTensHo, Boiwe 85°C, 6onee npeagnovTuTenbHO, Bhille
115°C, n Hanbonee npeanoyTnTenbHo, Bhiwe 120°C, oo npumepHo 300°C, bonee
npegnoyTuTensHo, Ao npumepHo 200°C, n Hanbonee npegnodTUTENsLHO, A0 NpumepHo 150°C.

AnbTepHaTUBHLIN BapnaHT n3obpeTeHunsa npegnonaraeT otaeneHne matepmana TBepaoro
npokaTanuaaTopa OT peakUWUOHHOW cpefbl 1 CYLLKY MaTepuana go BbllleykazaHHOoW onepauumu
SKCTpaKUmMK. BbICyLLEHHbI MaTepuarn 3aTeM B3anMOAENCTBYET C XUOKUM pa3baBuTenem, Kak
paccMOTPEHO paHee, U CMeCb HarpeBatoT Mpu NoBbILEHHOW TeMnepaType. B naHHOM BapuaHTe
n3obpeTeHns TemnepaTypa NpeanovTUTENbHO COCTaBnseT Bbiwe npumepHo 115°C,
npennoyYTuTensLHo, Bhilwe npumepHo 120°C, n ewe 6onee npeanoyTUTENbHO, Bbile 125°C. Ewe
Dbornee nNpegnoyTUTENBLHO, YTOOLI TEeMMNepaTypa CcocTaBnsna Bbilwe npumepHo 125°C u Huxe
npumepHo 200°C.

MpenonoyTnTenbHO, B HACTOALLEM N300pPETEHUN UCTIONB3YHOT B KAYECTBE 3KCTParnpyroLLero
pacTBOpUTENS TOT e pa3baBuTenb, KOTOPbIMA Dbl MCNOMNB30BaH NpU NpeBpaLLeHnn
npefLwecTBeHHVKA B TBepAbl NpokaTanu3aTop. [NpeanodtuTensHble SKCTparupyoLme
pacTBOPUTENM BKMOYAOT anudaTtuyeckue, LumknoanndaTnieckne unm apomatmyeckme
YyrNeBOAOPOAb!, UX ranoreHNpOBaHHbIE MPON3BOAHLIE U UX CMeCcU. TUNMYHbIE NPUMEpEI
anudaTnyeckmx yrneBogopoaoB BKIIOYAKOT NEHTaH, OKTaH U T.N. TUnu4yHble Nnpumepbl
ymknoanudaTnyeckmx yrrieBoaopoaoB BKNHOYAKOT LMKITONEHTaH, LMKITOreKcaH, LUMKMNOOKTaH 1 T.1.
TunnyHble NPMMEpPbl apOMaTUYECKNX YIIIEBOAOPOA0B BKMOYAKT O6eH30M, ankunbeH3onbl,
anankundeHsonsl 1 T.M. TUNMYHble NPUMEpPbI ranoreHNPOBaHHbIX MPOU3BOAHbBIX COrMAacHO
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BbILLIEYKA3aHHOMY BKIMOYAT METUIEHXIOpUA, MeTUneHbpomun, Xrnopodopm, TeTpaxnopug
yrnepoaa, 1,2-gubpomaTaH, 1,1,2-TpuxnopaTaH, TPUXIOPLUMUKIOrekcaH, AMXnopdTopMeTaH,
TeTpaxropokTaH, xnopbeHsosn, bpombeHson, anxnopbeHaon, xnoptonyon 1 T.n. OcobeHHO
npeanoyTUTEnbHbIE anudaTnieckme yrneBoaopoabl BKKOYAKT NEHTaH, N30MEHTaH, OKTaH 1
n3ooktaH. OcobeHHO NpeanoyYTUTENbHBIE apoMaTUYEeCKue yrineBo4opoabl BKMoyaT 6eH3on,
Tonyon u keunon. OcobeHHO NpeanoYTMTENbHbBIE ranoreHyrneBogopoabl BKAYaT TeTpaxnopug
yrnepoga, 1,1,2-TpuxnopataH 1 xnopupoBaHHble 6eH30nbl. B Hanbonee BbICOKON CTENeHN
NpeanoYTUTENbHBIMU 3KCTParupyroLLMM1M pacTBOPUTENAMN SBMSAIOTCA apoMaTuieckne
YyrNeBoAOpOAbl U ranoreHyrneBogopoabl, 0COGEHHO, TONyon, Keunon, aTnnbeH3on, xnopbeHson
n guxnopbenson. XXenatensHo, YTOObI BbIGPaHHbIN SKCTParnpyoLwWwnin pacTBOPUTENb UMEN TOUKY
KMNEHWS, PaBHYIO UMK Bbille TemnepaTypbl, UCMOMb3YEMOWN B 3KCTPaKUMK, C TEM, YTODbI
n3bexaTb MCNoNb3oBaHNsa 060pya0BaHMSA BbICOKOrO AaBreHus.

Vcnonb3yembiM KONTMYECTBOM 3KCTParmpyroLLLero pacTBopuTenst MoxeT ObiTb noboe
3 hEeKTUBHOE KONUYECTBO, CNOCOOHOE yoansaTe TUTAHOBLIE YacTULbl N3 TBEPAOrO
npokaTtanuaaTopa. [NMpeanodTuTenbHO, SKCTParMpyLwmnin pacTBoOpUTENb NCNONb3YIOT B
KonuyecTtee B nHtepsane ot 0,1 go npumepHo 1000 mn/r matepunana TBEpAOro
npokartanu3atopa. bonee npegnoyTUTENBLHO, UCMONB3YEMOE KOMMYECTBO IKCTPArnpyoLLero
pacTBopuTens HaxoamTcsa B MHTepBane oT npumepHo 1 oo npumepHo 500 mn/r TBepaoro
npokaTtanuaaTopa, 1 Hanbonee NPeaAnoYTUTENBHO, OT NPUMEPHO 5 A0 NpumepHO 50 mn/r
TBEpOOoro npokaranuaaropa.

lMepnoa BpeMeHu, B TedeHME KOTOPOro B3anMOAENCTBYIOT MaTepman TBEPAOro
npokartanu3atopa 1 3KCTparmpyoLmi pacTBOpUTENb, He SIBNAETCA KPUTUYECKUM, ECIIM TOMNBKO
OH SABMSIETCH AOCTATOYHbIM ANS yaaneHus TUTaHOBbIX YacTuL, U3 MaTepuarna TBepgoro
npokartanu3artopa. He cyliecTByeT BepxHero npegena AnuTenbHOCTU B3aMMOLENCTBUS C TOYKU
3peHnsa 3PPEKTUBHOCTA, HO SIKOHOMUYECKNE COOOpaKeHMs1 OObIYHO BNUSKOT HA ONMTENbHOCTD
nepuoga B3aumMogencTBMs KOMMOHEHTOB Apyr ¢ ApyroM. [1peanoyTuTensHo, KOMMOHEHTDI
B3aMMOENCTBYHOT OT NPUMEPHO 2 MUH 40 NpuMepHo 3 gHen, bonee npegnovTUTENbHO, OT
NPUMEPHO 5 MUH 4O NpUMEPHO 1 OHA, U Hanbonee NPeanoYTUTENBLHO, OT NPUMEPHO 15 MUH A0
npumepHo 2 4. MoryT TpeboBaTtbcs 6onee anuTenbHble Nepnoabl B3auMMOAENCTBUS U/Mnun
MOBTOPHbIX SKCTPAKLUUIA, €Cnn NCNonb3yTcsa 6onee HU3kue TeMnepaTypbl SKCTPAKLUN NN MEHEE
3pheKTUBHBIE IKCTPArnpyoLLMe pacTBOPUTENM. DKCTPaKLMIO MOXHO NPOBOANUTL NpK MOOM
noaxoasiemM AaBfeHnu, HoO, NPeanoYTUTENbHO, NCNONb3YIOT aTMOCEpPHOE AaBreHne nnm
NOBbILLEHHOE AaBlEHME.

OO6bIYHO HeaKCTparMpoBaHHbIE TBEPAbIE NMpOKaTanM3aTopbl UMEKT CoAepKaHne TUTaHa oT
npumepHo 2,5% Ao npumepHo 6%, Kak onpegeneHo nna3MmeHHO-3MUCCUOHHOW CNEKTPOCKONUEN.
OKCTparMpoBaHHLIN TBEPAbIN NpoKaTanu3aTop HACTosLLEro n3obpeTeHns, ogHako,
npeanoyYTUTENBHO MMEET MEHbLLEE Coaep)KaHNe TuTaHa Ha BennynHy go 75% macc., bonee
npeanoYTUTEenbHO, Ha BenuynHy 8o 50% macc., u Hanbornee NpegnoYTUTENLHO, HA BEMUYNHY OT
npuMepHo 5 o npumepHo 75% Macc. MeHblUee cogepXaHue TUTaHa. JKCTpakuus MoXeT ObiTb
noBTOpeHa Nboe YMcno pas ans Toro, YTobbl NONYYMTb XKenaemoe CoaepXaHme TUTaHa B
TBEPOOM MpokKaTanuaaTope.

Mocne akCcTpakumMm COornacHoO HacTosALLEMY N300peTeHUIO Xuakni pasbaButens, cogepXxalyui
9KCTparMpoBaHHbIE YacTULbl TUTaHa, U TBEPAbIN NpokaTanu3aTop pasaensoT, 0ObIYHO
dunbTpoBaHnemM. [1ns Toro 4Tobbl yaanuTb SKCTParupyoLwwnin pactTBopuTenb, TBEpAbIV
npokaTanuaaTop MOXeT ObITb NPOMbIT XUOKOCTbIO, MHOW YEM XUAKWIA pa3baButens,
UCNoMb3yeMbI B 3KCTPAKLMU, UM NPK YCNOBUSAX, OTOOPaHHbIX Tak, YTOObI HE yaansiTb
OOMONHUTENbHbIE KONMMYecTBa TUTAHOBOrO coefuHeHnsi. OObIYHO SKCTparMpoBaHHbI TBEPAbIN
npokaTanuaaTop NPOMbIBalOT OAUH UIM HECKOSbKO pa3 anudaTuyecknm yrineBogopoaoM, Takum
KaK U30MneHTaH, N300KTaH, N30rekcaH, rekcaH, NeHTaH unmn oktaH. KOMNoHEHT TBEpAOro
npokaTtanuaaTopa 3aTeM MOXeT ObITb OTAEMNEH M BbICYLLEH UM CyCNEHAMPOBaH B YrNeBOAOPOAE,
0COBOEHHO OTHOCUTENBHO THXENOM YrNeBOAOPOAE, TAaKOM Kak MUHepanbHoe Macro. [onyyaembin
9KCTparMpoBaHHbIN TBEpPAbIV NpoKaTanuaaTop XenaTtenbHo HaXOAMUTCA B BUAE MOPUCTLIX YacTul,.
OKCTparMpoBaHHbIN TBEPAbIA NpokaTanu3aTop, COOTBETCTBEHHO, UMEET COAepKaHUe TUTaHa oT
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npumepHo 0,15% macc. oo npumepHo 3,00% mMacc. Mo OTHOLLEHMIO K 0DLLen macce Cyxoro
BelLlecTBa npokaTanusartopa, npegnodTnTenbHo, ot npumepHo 0,6% macc. go npumepHo 2,0%
mMacc., U Hambonee npeanoyTUTENBLHO, OT NpumepHo 0,75% macc. oo npumepHo 1,85% macc.
MaccoBoe OTHOLLEHWe TUTaHa K MarHuio B 3KCTparmpoBaHHOM TBEPAOM NpokaTanuMsaTope B
yaoobHoM cnyyae Haxogutcs mexay npumepHo 1:12 n npumepHo 1:350, npeanovTuTensHo,
mMexay npumepHo 1:20 n npumepHo 1:80, n Hanbonee NpegnNoOYTUTENLHO, MEXAy NpUMepHo 1:22
n 1:65. BHYTPEeHHU OHOP 3NEKTPOHOB MPUCYTCTBYET B 9KCTParMpoBaHHOM TBEPAOM
npokaTanuaaTope npyv COOTHOLLUEHUN BHYTPEHHEro A0HOPa 3NEKTPOHOB U MarHus OoT NpUMepHo
0,005:1 go npumepHo 1:1, npegnoyTUTENLHO, OT NpuMepHo 0,04:1 o npumepHo 0,4:1.

OObIYHO OXMAAKT, YTO CHUXKEHME COAEPXKaHWUSA TUTaHa B NpokaTanusaTope OyaeT yxyawarb
aKTMBHOCTb KOHEYHOrO KaTanmsaTopa. XOTa HEKOTOPOe CHMXEHUEe akTUBHOCTU MOXeT
OeNCTBUTENbHO NMETb MECTO, KaTannTuyeckas akTMBHOCTb HEOXNAAHHO, B 3aBUCUMOCTU OT
OpYyrux nepeMeHHbIX napameTpoB NonMMepu3saLmm, YacTo sBNsieTCs CpaBHUMOWN Uy Aaxe Bbille,
YeM Yy KaTanuMsaTopoB, MNOMyYeHHbIX U3 HEIKCTParMpoBaHHbLIX TBEPAbIX NpokaTannsaTtopos. Kpome
TOro, 6bIr0 YCTAHOBMEHO, YTO KaTanu3aTopbl, MONyYeHHbIE U3 SKCTParnpoBaHHbIX TBEPObIX
npokaTanM3aTopoB COrMacHO HaCToALLEMY N300pETEHNIO, SIBASAOTCS CMOCOOHBIMY NMPON3BOAUTD
ornegrHoBbIE NONMMEPbI, 0COOEHHO, MONUMEPLI, COAEPXKALLME OOUH UMK
HeckonbKo -C3_g-0nedmrHoOB, 1 0COBEHHO NPOMUITEH, MEIOLLNE PE3KO CHWXKEHHOE CoaepXaHne
pacTBopuMbIX B Kcurione dopakumin (XS). T.e. NoNyYeHHbI KOHEYHbIA NonMMep uMeeT HaMHOTo
MeHblLiee NpoLeHTHOe coaepXKaHne HexenaTenbHOro atakTM4ecKoro nonvMepa.
MpeanoyTuTenbHO, NpoKaTanuM3aTop JaeT B pesynbTate kaTanua3aTop, KOTOpbIA NpouM3BoauT
romononumep nponuneHa, umetoLwmin 6onee Yem 25% CHWKEHHOE COAePKUMOE PacTBOPUMbIX B
Kcunone ppakumii No cpaBHEHWIO C FOMOMONUMEPOM MPOoNUMeHa, NOMyYeHHbIM C MOMOLLbHO
WMOEHTUYHOrO B APYroM OTHOLLUEHUW KaTanusatopa, Nosy4eHHOro n3 HeaKCcTparnpoBaHHOMo
npokatanu3atopa. bonee npegnoytuTensHo, nonumMep umeet 6onee Yyem Ha 30% CHWXKEHHOoe, U
Hanbornee npegnoyvtutensHo, 6onee Yyem Ha 50% CHWXEHHOe coaepKaHue pacTBOPUMbIX B
Kcunone cppakuyui. YkasaHHble NpemMMyLLecTBa, a Takke AOoMONHUTENbHbIE NpeuMyLLecTBa
SBNSATCA OXUOaeMbiMU COrMacHO HacTosiLeMY n3obpeTeHuto. MpruunHa JOCTMKEHNST TaKnX
NPEMMYLLECTB MOXET ObITb pe3ynbTaTtoOM U3MEHEHHbIX (PU3NYECKUX UM XUMUYECKUX CBOMCTB
TBepAbIX NpoKaTanns3aTopoB, TAKUM Kak U3MeHeHue nnowanmn noBepxXHOCTU UMK
npeanoyvTUTEnbHOE yaaneHue cneunduyeckon spegHon popmMbl TUTAHOBOTO COEANHEHNS, a He
drakTnyeckoe CHMKEeHNEe coaepXaHus TUTaHa, XOTS U3MepeHne Takoro CHMXKEHNS 3HayeHns
TUTaHa TOYHO ornpeaensieT CTeNeHb CocTaBa 3KCTParMpoBaHHOro TBEPAOro npokaTanuaaTopa,
OOCTUrHyTOro cnocobom nsobpeteHus.

Monvmep, NoNy4YeHHbIN C NCMOMb30BaAHMEM KaTanM3aTopoB, 00pa3oBaHHbLIX U3 KOMMO3ULMIA
npokaTanu3atopa HacTosILLEero nsobpeTeHuns, ABnseTca Takke bonee xxecTknum (MmeeT bonee
BbICOKWUIA MOAYIb YNPYrocTu npu uarnbe), kak crneacresmne 6onee HM3KOro cogepkaHus
pacTBOpUMbIX B Kcunone gpakuuii. [peanovtuTensHo, NpokaTanusatop no u3obpeTeHno AaeT B
pesynbTaTe KaTanMsaTop, KOTOpbI NPON3BOANT Nonumep, nmerowuin 6onee yem Ha 5%
yBENWYEHHbI MOAYNb YNPYrocTu npu narnbe, onpegeneHHsin cornacHo ASTM D-790, no
CpaBHEHWIO C MOMMMEPOM, NOMYyYEHHbLIM C MOMOLLBIO UAEHTUYHOrO B APYroM OTHOLLUEHUM
KaTtanusartopa, Nofy4eHHOro U3 HeaKCTparMpoBaHHOro nNpokaTanusaTopa. bonee
npegnovTUTensHO, nonumep nveet donee vyem Ha 10%, n Hanbonee NpegnoYTUTENBLHO, bonee
yeM Ha 15% yBenuuyeHHbIN MoAyNb yNpyrocTy npu nsrnbe. Hambonee
BbICOKOMPEANOYTUTENBHBIM NONIMMEPOM HABMSETCS MOMMNPOMNUIIEH.

Kpome Toro, nonvmMmepHbIvi NPOAYKT COrfacHoO HacTosAWweMy U306peTeHnto NpeanoyTUTernbHO
umeeT 6onee BbICOKYHO 06bEMHYIO NNOTHOCTL MO CPaBHEHWUIO C NONMMEPOM, NOMYYEHHbLIM MpU
UCNonb30BaHUN NOAEHTUYHOTO B APYrOoM OTHOLLEHMU KaTanu3aTopa, Nofny4YeHHoro us
HE3KCTparmpoBaHHOro TBepAOro npokatanusatopa. bonee Beicokasi 00 beMHas NNOTHOCTb MOXET
NPUBECTU K YBENUYEHUIO CKOPOCTU U3roToBneHns. NpeanodTutensHO, SKCTparmpoBaHHbIN
TBepAblv NpokaTanu3aTtop gaeT KaTannsaTop, KOTOpbI MPon3BOAUT NOMMMEP, umMetoLwmin 6onee
yeM Ha 5% yBenuYeHHy 0OBEMHYHO NIIOTHOCTb MO CPaBHEHUIO C MNONMMEPOM, MOMYYEHHbIM C
NMOMOLLIbIO MAEHTUYHOrO B PYrOM OTHOLLEHUUW KaTanua3aTtopa, Nofy4YeHHOro n3
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HE3KCTparmpoBaHHOro nNpokatanuaartopa. bonee npeanoytTuTensHo, NonMMep uMeeTt bonee yem
Ha 10%, 1 Hambonee npegnoYTUTENLHO, Bonee Yem Ha 15% yBenMYEeHHYI0 0OBEMHYHO
NAOTHOCTb.

KaTtanusaTopbl, 06pa3oBaHHbIE U3 3KCTPArMpoOBaHHbIX NPOKaTanM3aTopoB Mo M300pEeTEHMIO,
Takke NpeanoYvTMTeNbHO NCNONb3YOT MEHbLUEe BOAOPOAA ANls NONyYeHus nonumepa npy gaHHon
TekyyecTun pacnnaea. COOTBETCTBEHHO, CHMTAETCS, YTO TaKMe KaTanusatopbl aBnsawTca 6onee
YYBCTBUTENbHBLIMK K BOAOPpOAY. KaTtanusaTtop, KOTopblin aBndeTca 6onee YyBCTBUTENbHbBIM K
BOZOpOAY, MOXET AaTb bonee WMpoKuUi psig NPoaykToB. MNpeanodTuTensHo, Katanusartop,
06pa3oBaHHbIV N3 HAaCTOSLLEro npokaranuaartopa, obecneynBaeT SKBMBaANEHTHbIE
XapaKTepUCTUKM C He MeHee YeM 5% CHMXeHuem Ucnonb3oBaHns Bogopoaa, bonee
npeanoyYTUTENsbHO, He MeHee YeM 10% CHMKeHMeM NCNoNb3oBaHNSA BOAOPOAA, MO CPaBHEHMIO C
WMOEHTUYHLIM B APYrOM OTHOLLEHMM KaTanm3aTopoMm, NoSTyYEHHbIM N3 HESKCTParnpoBaHHOMO
TBEpPOOro npokaTtanusaTopa B OANHAKOBLIX YCITOBUSIX NOMNYyYEHUS.

Kpome Toro, katanuaartopbl, MONTyYEHHbIE N3 3KCTPArMpOBaHHbIX TBEPAbIX NpoKaTanM3aTopos
COrfnacHoO HacTosILLeMY M300peTeHNIo, TaKkKe NPeanoYTUTENbHO AAl0T NONMMEPDI, UMetoLLne
Dornee HM3Koe coepaHue OfMroMepoB, KOTOPbIE SBNAKOTCA HeXenaTenbHbIMU NOOOYHbLIMU
npoaykTamu nonumMmepusauuu. NpegnovtuTensHo, KaTanm3aTopbl, NOMyYeHHbIE U3
9KCTparnpoBaHHbIX TBEPAbIX NPOKATanM3aTopoB COrMacHo M3006peTeHnto, Mpon3BoaaT
nonumepsl, umetroLmne 6onee 4em Ha 5% CHWXKEHHOE coaep)KaHNe ONIMroMepoB, MO CPABHEHMIO C
NOIMMEPOM, MOSTYHYEHHBIM C MOMOLLbI0 MAEHTUYHOIO B APYrOM OTHOLLEHUW KaTanusaTopa,
NOTyYEeHHOro M3 HE3KCTParnpoBaHHOrO TBEPAOro npokatanusartopa. bonee npegnovtTuTensHO,
nonumep umeet 6onee yem Ha 10% cCHWXxeHHoe, N Hanbornee nNpeanoyYTUTENLHO, bonee YemM Ha
15% CHWXeHHOe cofepkaHne OfIMroMepoB.

HakoHel, B npegnoYTUTeNbLHOM BapuMaHTe KaTannaaTopsbl, NoNyYeHHbIe N3 3KCTparmpoBaHHbIX
npokaTanuM3aTopoB COrfacHoO AaHHOMY M306peTeHunto, 06bIYHO 0bnadatoT 6onee BbICOKOM
Npon3BOAMTENTbHOCTBIO B pacyeTe NnMbo Ha Maccy TuTaHa, NMMbo Ha obLLyo Maccy kaTanusaTopa
Mo CPaBHEHMIO C KaTanusaTopamMmu, NOMYy4YEHHbIMU U3 HESKCTPaArMpoBaHHbIX TBEPAbIX
npokaTanuaaTopoB. [1pegnovTuTenbLHO, KaTanmaaTopbl COrfnacHo HacToAWEeMY M306peTeHmto
UMEKT He MeHee YeM Ha 10% yBenu4eHHy Npon3BoaANTENbHOCTL, Donee NpeanoYTUTENBHO, He
MeHee YyeM Ha 15% yBenuueHHyto, u Hanbornee NpeanoyYTUTENbLHO, HE MeHee YyeM Ha 20%
YBEIMYEHHYH NPOU3BOAMTENBHOCTb, MO CPABHEHMIO C KaTanuaatopamm, NoNyYeHHbIMU U3
HE3KCTpParMpoBaHHbIX TBEPAbIX NpoKaTann3aTopos.

B npegnoytntensHOM BapuaHTe n3obpeTeHus aKCTpakuusa MoXeT ObiTb 00beanHeHa ¢
peakuuer 3aMeLLeHnsl, UICNOMb3yHLEN COeAMHEHME ranoreHngHoOW Conn, OOHOBPEMEHHO C
OaHHOW aKCTpakumen nnun oo Hee. MNMoaxogsawme ranoreHMaHble COeANHEHNS BKNOYAKOT Takne
COEeANHEHMS, KOTOpble CNOCOBHBI yaanaTh TUTaHOBLIE YacTULbl N3 MaTepuana TBepAoro
npokaTtanuaaTtopa 6e3 yxyaliarLlero Bo3aencTens Ha nofy4aemMble CBOMCTBA kaTanusartopa.
lMpennoyTnTensHO, CoOeAMHEHME ranoreHnaHOM Conm ABNSEeTCs pacTBOPUMbIM B cpefe, koTopas
COOEPXUT NpoKaTanu3aTop U KOMMOHEHTbI NpealecTBeHHuKa. CoeanHeHne ranoreHnaHon conm
(ecnu oHO oTNUYaeTCsa OT COeAUHEHNS ranoreHmMaa TuTaHa, MCNonb30BaHHOMO NpY NosyYeHumn
HacTosLLero TBepAoro npokatanuaartopa) MOXeT ObiTb MCNOMb30BaHO caMo Mo cebe, nnu oHo
MOXeT obpa3oBaTb KOMMMEKC C APYTMM COEANHEHNEM, TAaKUM KaK BHYTPEHHWI LOHOP
9NEKTPOHOB.

Ecnn TpebyeTcs, B BbilleykazaHHOM 3aMeLLeHNN MOXET ObiTb MCNONb30BaHO Gonee Yem ogHO
coeanHeHune ranoreHngHon conn. Ecnm ncnoneayotca obpasyolme KOMMMIEKE ranoreHnaHbIe
conu, xenaTeneHo, 4Tobbl TiCl, nnu gpyrasi He obpa3sytoLLas KOMMNEKC ranoreHngHasi cornb
Takke NPUCYTCTBOBANu B cMecu 3amelleHns. CTagns Bbilleyka3aHHOro 3aMeLleHns MOXeT ObiTb
CKOMOMHMpPOBaHa C A4aHHOW onepaumen akCTpakLmm, ecnu Tpebyetcsa. OgHako, npu
KOMOWHMPOBaHUKM Takoro 3ameLleHms ¢ ncnono3osaHnem TiCl, B KayecTBe 04HOMO U3
COEeAMNHEHMI ranoreHnaHON Conn, ¢ 4aHHON NPoLeaypon SKCTpakUUmn SOMKHO ObiTb yaeneHo
BHMMaHMe paboynm yCroBUsIM, KOTOpbIE NPUBOAST K SKCTPaKUUKN TUTAHOBLIX YacTuL, U3 TBEPAOro
npokaTtanuaaTopa. T.e. konmyecTtBo TiCly, ncnonb3yemoe B KOMOMHaLMK 3KCTPaKUMS -
3amMeLleHne, OMKHO OblTb MEHbLUE, YEM KONMYECTBO, KOTOPOE NPUCYTCTBYET NpU paBHOBECUN,
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Tak 4YTobbl MIMENO MECTO UTOroBOE yAarneHne TUTAHOBbLIX YacTul, U3 TBEpAoro npokaranvsaropa.
MpeanoytutensHo, konuvectso TiCly, NMpUCYTCTBYIOLEE B 3KCTPArvpyoLLemn XuakocTn nnm
XNOKOCTU, NPUMEHSAEMON OIS SKCTpaKLumm/3ameLleHns, coctaBnsaet meHee 3%, bonee
npegnoyTuTensHo, meHee 1%, Hambonee npeanoyTUTENbHO, MeHee 0,5%, N0 OTHOLLEHUIO K
Macce 3KCTparmpylowero pacTBOPUTENS UMK XNOKOCTU, NPUMEHAEMON Ois
3KCTpaKLmm/3ameLleHna. bbino yctaHoBnNeHo, YTo NpucyTCTBME HEGONBLIOrO KoNMyecTea

TiCl 4 B cpefe 3ameLlleHnsa AaBNAETCA )xenaTenbHbIM AN CHUXKEHUS YXYALLaloLero Bo3gencTeuns,
BbI3BaHHOr0 BbICBODOXAEHMEM AOHOPA 3MEKTPOHOB U3 MpoKaTanuaaropa B npouecce
3ameLLeHus.

Moaxoasime coeanHeHNs ranoreHMaHoON conu Ans Bbilleyka3aHHOW onepaumv 3amMmeLleHus
BkntovatoT: TiCly, ZrCly, VCl,, WClg, VOClI3, SnCly, SiCl,, ANUMKNONEHTUNAMXOPCHMAAH U UX
cmecu. Takke MoryT ObiTb MCNONb30BaHbl PaCTBOPUMbIE KOMMMEKCHI TaKMX ranoreHMaoB
MeTannos, o6pasytome KOMMIMEKCbl C COOTBETCTBYOLLUMMU NUraHaaMu, TakuMm Kak
annsobytundgTanart (DIBP). MNpumepsbl BrrtovatoT ZrCly(DIBP) n VCI,(DIBP).

OKCTparnpoBaHHbI 1 HeObsI3aTENbHO 3aMELLEHHbIV TBEPALIN NpoKaTanM3aTop CNyXuT B
Ka4yecTBe OOQHOro KOMMOHEHTa KaTanMTuyYeckon komnosuumm tuna Lurnepa-HaTtta B koMOMHaumm
C cokaTanMsaTopoM W areHTOM peryrnmpoBaHus cenekTMBHOCTU. KOMMNOHEHT cokaTanusartopa,
ucnonb3yembli B KaTanuTnieckon cucteme tuna Lurnepa-HatTa, MoxeT ObITb BhiOpaH 13 nobbix
N3BECTHbIX aKTMBATOPOB KaTarmMTUYECKUX CUCTEM AN nonnmepusaunm oneguHoB,
NCMOnb3YyHLNX ranoreHns TutaHa, ocoOeHHO, antoMOOpPraHN4Yecknx coegmHeHunin. Npumepsl
BKIMOYAKOT COeAMHEHUSA TPUANKUNantoMUHUSA, anknnanioMMHUAANKOronaTHbIE COEANHEHMNS U
ankunanoMUHUAranoreHMaHble coeanHeHus. NpegnoYTuTenbHbIMU ABMSIOTCS Takue
COEeANHEHMS U3 BblLLEeYKa3aHHOro NepeYHsi, B KOTOPbIX KaXablA ankun He3aBMcnMmo umeeT oT 1 oo
6 yrnepogHbIX aTOMOB BKOYMTENBLHO. [MpeanoyTUTenbHBIMU artoMOOpPraHN4YeCcKUMm
cokaTanuaaTopamu sIBNATCa cBoO6OAHbIE ranoreHnabl, 1 0CO6EeHHO NpeanoYTUTENbHBIMU
SIBIAIKOTCS TaKne CoOeanHEHNsT TPpUankunantoMUHKS, B KOTOPbIX Kaxaas U3 ankuibHbIX Fpynmn
He3aBMCUMO COAEPXKMUT OT 1 40 6 yrnepoaHbIX aTOMOB.

MpeanoyTUTENBHLIMU COEANHEHUSMU TPUANKUNANMIOMUHUA ABASKOTCS TPUITUNANIOMUHUNA,
TPMM30NPONUNANtOMUHUIA, TPUU300YTUNANIOMUHWI U OUSTUNTEKCUNANIOMUHUIA.
TpuatTvnantoMnHNn SBNsSeTcsa Hanbonee NpeanoYTUTENbHBIM COKaTannM3aTopoM.
AnOMOOpraHM4YecKuin cokaTanuaaTop NpeanoyTUTENBHO MCMOMb3YHOT MPU MOJNIbHOM
cooTHowieHnn Al n Ti B npokaTanusartope oT npumepHo 1:1 0o npumepHo 150:1, Ho Gonee
npeanoyTUTENBLHO NMPU MOMNBHOM COOTHOLLEHUN oT npumepHo 10:1 go npumepHo 100:1.

KOHEYHbIM KOMMOHEHTOM KaTanuMTU4ecKon komnoauumm Tuna Liurnepa-Hatta aBndercsa areHT
perynupoBaHusi cenektmBHocTn (SCA), nnm BHELLHNIA OHOP 9NeKTPOHOB. TunnyHbimm SCA
ABNAOTCA Te, KOTOPblE TPaANLMOHHO MCMOMNbL3YTCA B codeTaHun ¢ Ti-cogepawmmm
KaTtanusatopamu Tuna Lurnepa-HatTa. nnioctpaymen nogxoasiwmx areHToB perynmpoBaHns
CENEKTMBHOCTU SBMNAIOTCA KracChl JOHOPOB 3IIEKTPOHOB, UCMOJSTb3yeMbIX B MONTy4YEeHUN
npokaTanu3aTopoB, KaK ONMUCAHO BbILLE, a TaKKe KPEMHUNOPraHNYeckne CoeanHeHus,
cogepxalyme, nNo MeHbLuer Mmepe, ogHy cBasb Si-O-C. MNoaxoadwme coeanHeHNs KpeMHUSA
BKMNIOYaT coeanHeHus doopmyrbl R1mSiYnXp, B KOTOPOW: R’ npegcraBngaeT yrnesogopoa,
cogepxawymi ot 1 go 20 yrnepoHbix aToOMOB; Y NpeacTaBnseT -OR? unn -OCOR?,
roe R? npenctaenseT yrneBoaopoa, cogepxatumii ot 1 ao 20 yrnepoaHbIx aToMos; X
npeacTaBnsgeT BOAOPOA UMK ranoreH; m npeacTaBnsieT uenoe Yncro, umerowlee 3HadeHue ot 0
00 3; N NpeacTaBnsAeT Lienoe 41cno, nmetoLee sHadeHme ot 1 o 4; p npeacrasnseT uenoe
uncno, nMeloLee 3HadveHne ot 0 4o 3 1, npeanoyTUTensHO, 0; 1 (M+n+p)=4. R' nonxeH 6biTb
TakuMm, 4TobObl MMEncs, Mo MeHbLLUEN Mepe, OAMH aTOM yrnepoaa B ankune, He ABMSOLNACS
NnepBuYHbLIM, K, NPEANOYTUTENBHO, TakUM, YTODbI aTOM yriepoaa, He SABMAILWNACA NEePBUYHbBIM,
6bIN NPUCOEAMHEH HENocpeacTBeHHo k atomy Si. Mpumepbl R BkntouatoT LumknonenTvn, TpeT-
6yTIn, nsonponun unu uuknorekcun. Mpumepbl R? BkntoyaloT atun, 6yTun, nsonponun, deHnn,
©eHaun n TpeT-6yTun. Npumepamm X asnatorca Clu H.

Kaxxabii n3 R' n R? MoxeT 6biTb 0aMHAKOBBLIM UMW PasUYHbIM W, ECITN OH SBMSIETCS
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MHOroaTOMHbIM paguKkanom, MOXeT ObiTb 3aMeLLleH NIObIM 3aMeCcTUTENEM, KOTOPLIA ABNAETCA
WHEPTHbLIM B peakLMNOHHbIX YCNOBUAX, MCNOSb3YEMbIX B MpoLlecce NonumMmepusauuu.
MpennoututensHo, R? conepxuT oT 1 4o 10 yrnepogHbIX aTOMOB, KOFAa OH SIBASIETCS
anudaTU4ecknm, N MOXeT ObITb CTEPUYECKN 3aTPYAHEHHOW anndaTtnyeckon nnm
umknoanudaTnyeckoii rpynnoii. Koraa R? - apomaTuyeckuii, oH MoxeT coaepxaTb oT 6 go 10
yrnepoAHbIX aToMoB. Takke MOryT MCMNONb30BaTbCA COEANHEHNS KPEMHUS, B KOTOPbIX ABa UNx
©onee atoMoB Si cBsi3aHbl Apyr ¢ Apyrom O-aToMOM, Takue Kak CUINOKCaHbl Unn
NOSIMCMIMOKCaHbI, NMPY YCIOBMM, YTO TaKKe NPUCYTCTBYET Heobxoammas ceasb Si-O-C.
MpeanoyTUTENbHBIMU areHTamMmn perynmpoBaHnst CENEKTUBHOCTU SBMSAOTCA
arnkunankokCucunaHbl, TakMe Kak aTUnguaToKkCcMcunaH, Ann3odyTUNaMMeTOKCUCUNaH,
LMKITOreKCUnMeTMnanmMeToOKCUCHnaH, H-NponunTpuMeTOKCUCHUNaH 1
OVUMKNONEHTUNANMETOKCUCMNAH; ankuUoBble CNOXHbIE AN3dnpbl ANKapOOHOBBLIX KUCNOT, Takme
Kak guatundptanat unu gumsobytundTanar; u NpocTble anknnoBble 3UpPbI CIIOXHbLIX 3¢MpPoB
apomMaTudecKknx KapOboHOBbLIX KMCIOT UM NPOCTbIE arnKkuItoBble 3¢hMpbl CNOXHbIX AM3hMpoB
apomaTtmyeckmx AnkapboHOBLIX KMCIOT, Takne Kak 3aTun-napa-meTokcubeHsoaTt nnm atun-napa-
aTokcubeHsoat. B ogHOM BapuaHTe n3obpeTeHus BhilLeyKa3aHHbIA areHT perynmpoBaHug
CENEKTUBHOCTU MOXeT 06pa3oBaTth, N0 MEHbLLEN Mepe, YacTb AOHOPA 3NEKTPOHOB, BBEAEHHOTO
B npoLiecce norny4yeHus npokaTanusaTtopa. B anbTepHaTMBHOM BapuaHTe areHT perynMpoBaHus
CENeKTUBHOCTU BBOAST TOMNLKO Nocrne o6pa3oBaHMs npokatanuaaropa, U ero MoryT BBOOUTb
OLHOBPEMEHHO UM HEOLHOBPEMEHHO C BBEAEHMEM COKaTanuaaTopa.

lMockonbKy kaTanuaaTopbl, NOMYYEHHbIE N3 IKCTPArMpoBaHHOIO TBEPAOro Npokatanusaropa
HacTosLLero n3obpeTteHus, ABns0Tcs 6onee cTepeocenekTMBHbLIMK, YeM KaTannaaTopsl,
NoNyyYeHHble U3 UAEHTUYHOro B APYroM OTHOLLUEHUM HEIKCTParMpoBaHHOro TBepaoro
npokartanu3artopa, TpebyeTca 6onee HU3KNIA YPOBEHb areHTa perynnpoBaHus CeNeKTUBHOCTH,
Yem NP UCMOoNb30BaHUN TPALMLMOHHbIX KaTannsaTtopos. [peanoyTnTensHoO, KOMYECTBO areHTa
perynmpoBaHnsl CENEKTUBHOCTM MOXET ObiTb CHkeHO bonee yem Ha 20%, 6onee
npeanoyYTUTENBLHO, KONMYECTBO CHMXKaeTcs bonee Yem Ha 30%, 1, Hanbonee NPeanoOYTUTENBHO,
OHO CHuXaeTca bonee 4yeM Ha npumepHo 50% v BNNOTb 40 3Ha4YeHMa npuMepHo 99%. CHuKeHne
KONMYeCTBa areHTa perynimpoBaH1s CENEKTMBHOCTU PpacCYMTaHO Ha KOMMMYECTBO areHTa
perynmpoBaHunsi CENEKTUBHOCTU, KOTOpOoe NoTpeboBanock 6bl NpU NCNONB30BaHUU MOEHTUYHOIO B
OpYyromMm OTHOLLEHWW, HO HE3KCTparMpoBaHHOro npokaTanuaaTopa. Micnons3oBaHue yka3aHHOro
CHWKEHMWS areHTa perynmpoBaHng CenekTMBHOCTU MOXET AaTb 3HAYUTENbHYIO SKOHOMUIO, B
YaCTHOCTU, €CrlnN UCNONb3YIOT JOPOrOCTOALLMIA areHT perynmpoBaHnst CENEKTUBHOCTU, NOAOBHbIN
auuuknoneHtungnmeTtokcucunady (DCPDMS). AreHT perynvpoBaHust CENEKTUBHOCTH,
npegnovTutTensHo, obecnevmsatoT B konmdectse ot 0,01 monb o npumepHo 100 Monb Ha Mosb
TUTaHa B npokaTtanuaatope. [peanoyTntensHble KONMYEeCTBa areHTa perynmpoBaHns
CENEKTMBHOCTU COCTaBNSAT OT npumepHo 0,5 monb Ao npumepHo 50 MOonb Ha MONb TUTaHa B
npokaTtanuaaTope.

KaTtanusaTop nonumepusayum oneduHoOB nofny4aroT NobbiM nogxogawmm cnocobom
B3aMMOenCcTBNA 3KCTparmpoBaHHOro TBEPAOro NpokaranuMsaTopa, cokatanusaropa n areHta
perynupoBaHunst cenekTuBHocT. Cnocob B3anmoaencTBus He ABASIETCS KPUTUYECKUM.
KoMNOHeHTLI KaTanusatopa uim nx kKoMorHaumMm MoryT KOHTaKkTUpoBaTb NpeaBapuUTeNnbHO nepen
nonvMmepusauuern ¢ obpasoBaHnemM npeaBapuTernbHO akTUBMPOBAHHOIO Katanu3atopa, unm
KOMMOHEHTbI MOTYT KOHTaKTUpOBaTb OAHOBPEMEHHO C B3aMMOAENCTBMEM C ONeHOBBIM
MOHOMepPOM. B ogHOM BapmaHTe KOMMOHEHTbI KaTanuaaTopa NpoCTO CMELLNBAIOT B MOAXOASLLEM
cocyae, W NosnydeHHbIn B pesynbTtaTe npefBaputensHoO 06pa3oBaHHbIN KaTanm3aTop BBOAST B
NosIMMepuU3aLMOHHbI peakTop, Koraa xenatefibHo MHMUMMpoBaHue nonumepunsauumn. B
anbTepHaTMBHOM BapuaHTe KOMMOHEHTbI KaTannsaTopa BBOAAT B NONUMEPU3ALNOHHbIN peakTop,
n katanusatop obpasyeTcs in situ. B nocnegHem BapnaHTe KOMMNOHEHTLI KaTanm3aTopa MoryT
ObITb BBEAEHbI B OAMH MONMMEPU3ALMOHHbIN peakTop 1 opnonnmMepn3oBaHbl C OQHUM UMK
HECKONbKMMUK ONnedmHOBBIMM MOHOMEPaMU, a 3aTEM NPUBEAEHbI B KOHTAKT C AONOSTHUTENbHLIMU
onedUHOBLIMM MOHOMEPaMM, KOTOPbIE MOTYT BbITb OOMHAKOBbLIMU UMW OTAINYHBLIMUK OT
onedUHOBLIX MOHOMEPOB, UCMNOMNb3yeMbIX B dhopnonumepusaumn. MNMocnegyrowyas
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nonvMepusaunsi MOXXeT UMeTb MECTO B TOM XK€ UINU B APYroM MONMMEPU3aLMOHHOM peakTope.

KaTtanusaTtop nonumepusauumn oneurHoB MOXET ObITb UCMOMB30BAH B CYCNEH3MOHHOM,
XngkocasHom, razodaszHoM nnmn 6:104HOM cnocobax nonMmepusaumm nnu cnocobe
nonnumMepu3aunn ¢ XnaKkMm MOHOMEPOM, Kak M3BECTHO B 06NacTu TEXHMKU Nonnmepusaumnm
onegvrHoOB, U1 B KOMOMHaUuMM Taknx cnocobos. MNonnmepusaumio npeanoYTUTENbHO NPOBOAST B
NoIMMEPU3aLMOHHOM peakTope C NCEBAOOKUKEHHBIM CIOEM, O4HAKO NpU HENPEPbLIBHOM
B3aMmogencTesum anoga-oneduHa, nvetoiero 3-8 yrnepofHbIX aTOMOB, C TPEMS KOMMNOHEHTaMM
KaTanuTU4eckor CUCTEMBI, T.€. TBepAbIM MPOKaTanu3aTopoM, CokaTann3aTtopom 1 areHTamm
perynupoBaHuns CeneKkTMBHOCTU. B cooTBeTCTBMM CO CMOCOOOM AMCKPETHbIE MOPLUA
KOMMOHEHTOB KaTanusaTopa HenpepbIBHO UK NOMYHENPEPbIBHO NOAAOT B PEAKTOP B
KaTanutnyeckn aeKTUBHbIX KONUYECTBax BMeCTe ¢ anbda-oreduHom 1 nobbiMm
OOMNOMNHNUTENBHBIMU KOMNOHEHTaMM, TOr4a Kak NofIMMEpHbIN NPOAYKT HENPEPLIBHO UMK
nonyHenpepbIBHO YAANAKT U3 Hero. PeakTopbl ¢ NCEBAOOXKMKEHHBIM CNOEM, Noaxogsiime Ans
HenpepbIBHOM nonvMMmepusalmm anbga-oneduHoB, onMcaHbl paHee 1 XOpoLLO U3BECTHbI B
TexHuke. Noaxoasime peakTopbl C NCEBAOOXKMKEHHLIM CITOEM, UCMOMb3yeMble NS YKa3aHHOM
uenu, onucaHbl B US-A-4302565, US-A-4302566 n US-A-4303771 n B gpyrnx nyonukaymsx.

MpegonoyTnTEnbHO, MHOrAA Takne NCeBOOOXKMKEHHbIE CroM paboTakT C NCMOMb30BaAHMEM
peuunpKynMpoBaHHOro NOTOKa HenpopearnpoBaBsLLero MOHOMepa 13 peakTopa C
NCeBAOOXWKEHHBIM crioeM. B AaHHOM KOHTEKCTe NpeanoyYTUTENbHO CKOHAEHCUPOBATb, NO
MEHbLLEN Mepe, YacTb PELMPKYNIMPOBAHHOIO NoTokKa. [ONONHUTENBHO, XUOKUA KOHAEHCUPYOLLMIA
areHT Takke MOXeT OblTb BBEEH B peaKLMOHHY0 CMeCh. BbllleykasaHHble onepauum
Ha3blBalOTCA "KOHAEHCUPYHOLMM pexxuMmoM”. PaboTa peaktopa ¢ NCeBAOOXKMKEHHLIM CITOEM B
KOHAEHCUPYIOLLIEM pexuMe 00LLen3BecTHa B TEXHNKe U onucaHa B US-A-4543399 n US-A-
4588790 n gpyrux nybnvkaumsx. YCTaHOBNEHO, YTO MCMONb30BaHNE KOHOEHCUPYIOLLErO pexrmMa
SIBNAETCA 0COOEHHO NPUrogHbIM ANS YBENWYEHUS KaTanuTUYECKOW aKTUBHOCTU, CHKEHUS
KONMMYeCTBa pacTBOPUMBIX B Kcurone pakumii B M30TaKTMYECKOM NONMMPonuneHe n ans
YNy4dLIEeHNs oBLLMX XapaKkTePUCTUK KaTanmaaTopa nNpu NCNob30BaHNN KaTanM3aTopos,
NOSTyYEHHbIX COrfacHO HacTosALWEeMY M306peTeHNIO.

KOHKpeTHble METOOUKN N YCNOBUS MONMMEPU3aLMK ABMAIOTCA OBLLENPUHATBIMKU, HO Cnocob
nonumepusaumm onedmHoB bnarogaps NCNonb30BaHWD B HEM KaTannsaTopa nonumepusauuu,
06pa3oBaHHOIO M3 3KCTParMpoBaHHbIX TBEPAbIX NPOKaTanM3aTopoB MO N300peTEHMIO,
obecneynBaeT NoONMonedUHOBLIN NPOAYKT U, 0COBEHHO, MONMNPONUIIEHOBLIN NPOAYKT, UMEHOLLNIA
OTHOCUTESBbHO BbICOKYH) OOBEMHYIO MIIOTHOCTb, B KONIMYECTBE, KOTOPOE OTPaXXaeT OTHOCUTENBHO
BbICOKYIO NMPOM3BOAUTENLHOCTL KaTanusaropa nonvMmepusarmm oneduHos. Kpome Toro,
NONNONEUHOBBLIN NPOAYKT MO N30OPETEHNIO UMEET CHMXKEHHOE CoaepKaHne pacTBOPMMbIX B
Kcunone dopakunin No CpaBHEHUIO C NONMoNedmHOM, NofyYeHHbIM C MOMOLLLIO KaTanusaTopa,
NOTYYEHHOr0 U3 HE3KCTParMpoBaHHOIO, HO MAEHTMYHOIO B APYromM OTHOLLUEHMM MpoKaTanusartopa.

CopepxaHne pacTBOpUMBIX B KCuMone gpakuyui B nonnmoneguHOBLIX NpoaykTax rno
n3obpeTeHunto, NPeanovYTUTENBHO CocTaBnseT MeHblle 5% macc., bonee NpegnoYTUTENBHO,
MeHbLle 2,5% macc., u, Hambonee npeanoYTUTENLHO, MeHbLUe 1,75% macc. Kpome Toro,
NoNNONEeUHOBLIN NPOAYKT NPEANOYTUTENBHO COAEPKNUT CHUXKEHHbIE KONMYECTBa OCTaTKa
KaTtanusartopa. [pegnoyTuTensHo, NoONMMep UMEET coaepXaHne TuTaHa MeHee
npumepHo 1x1073% macc., Gonee npeanoyTMTensHO, MeHee 1x10™% macc., Hanbonee

npeanoyYTUTENbLHO, MEHEEe 5x107°% macc.

Korga B kayecTBe areHTa perynupoBaHus cenekTuBHoCTU ucnons3ytor DCPDMS,
nonunonegunHoBble NPOAYKTbI N300PEeTEHNS NPeaAnoYTUTENBHO 06naaaT Moayrem yrnpyrocTtu
npu narnbe He meHee 265000 cpyHT/kB.AtoNM (1830 MIla), npegnoyTuTensHoO, He MeHee 275000
dyHT/KB.AtonM (1900 MIMa) n, Hanbonee npeanoyTUTENBLHO, HE MeHee 280000 yHT/KB.AONM
(1930 MIMa).

MpoaykTom nonumepunsaunm MoXeT ObiTb NMoOOM NPOAYKT - FOMONONMMep, Cononmvep,
TpoWnHor cononumep 1 T.n. OBbIMHO NPOAYKTOM MONUMEPU3aLUN ABMSETCH FOMOMNONUMEp, TaKoM
Kak NMonuaTuneH nnu nonmnponuneH, ocobeHHo nonunponuneH. ANbTepHaTMBHO, KaTannaaTop U
cnocob n3obpeTeHnsa MCNOMb3YT B NOSTYYEHUN CONOSIMMEPOB, BKIOYAsA COMNONMMEPbLI 3TUMEHA U
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nponuneHa, Takne kak COl n yaaponpoyHsle cononuMeps NONUNponueHa, korga B npowecce
nonvMmepusauum nogaT ABa unu 6onee onedmHOBLIX MOHOMepa. CneumanumcTbl B AaHHOW
06nacTn TEXHUKM CNOCOBHbLI BbIMOMTHUTL COOTBETCTBYIOLLYIO NOMMEPU3aLINI0 TOMOMNOSNIMMEPOB,
COMONMMEpPOB, TPONHbLIX CONOSIMMEPOB NN APYINX NPOAYKTOB C MCMOMb30BaHMEM XNAKOa3HbIX,
CYCMNEH3UNOHHbIX UIK ra3oasHbIX PeaKLMOHHBLIX YCITOBWI C UCMOMb30BaHMEM NPEANOXKEHHbIX
3[eCb PYKOBOOALLMX NPUHLIMMOB.

M300peTeHne ONONHUTENBHO MAMIOCTPUPYETCS CrneaywmMmm npuMmepamm, KOTopblie He
OOMKHbI paccMaTpuBaTbCs B KAYECTBE OrpaHMyeHns HacTosLEero n3obpeTeHus.

NMPUMEPBLI

B crnegyowmx npMMepax ucnonb3yoT cregyowmne MeToabl UCMbITaHWI ANs onpeaeneHns
3Ha4yeHuWi, NpuBeAeHHbIX B Tabnuuax. B Tabnuuax He3anonHeHHas KrneTka nokasbiBaeT, YTo A1
OAHHOW KOHKPETHOM YacTu 3KCNEpPUMEHTA AaHHble HEe BbINN NOSTyYEHbI.

% Ti - NpoUEHT TUTaHa onpeaenstoT aHannM3oM Katann3aTopoB C UCMOMb30BaHNEM
NNasmMeHHO-3MUCCUOHHOWN CMEKTPOCKOMMUM.

Teky4ecTb pacnnasa onpeaensoT ¢ ucnonb3osaHmeMm metoga ASTM 1238, ycnosue L.

OO6beMHyo NNOTHOCTL onpeaenstoT ¢ ucnonb3oBaHnem metoga ASTM D1895.

XS - pacTBOpUMbIe B KCUmone dpakLym, ECK He YKa3aHo WHoe, onpeaensioT MeToaom 'H-
AMP, kak onncaHo B US-A-5539309, nnu rpasumeTtpudecknm XS-metogom u3 21 CFR 177.1520.

Copepxxanne onnromepoB C15, C21 onpenenstoT skcTparnpoBaHMeM nonmmMepHoro obpasua
B TEYEHNE HOYM B XJSTOPOCPOPMHOM pacTBOpE, COAEPKALLEM H-TeKCaH B Ka4eCTBE BHYTPEHHErO
cTaHgapTa. ANIMKBOTY SKCTpakTa BCTPAXMBAKOT C METAHOMOM M 3aTeM OUILTPYIOT C yaaneHnem
ndoro ocaXxaeHHOro BbICOKOMOMEKYISIPHOIO NONMNPONuIieHa 1 TBepAbIX YacTuLl,.
OTMNbTPOBaHHYIO XMUAOKOCTb 3aTEM BBOAAT B KanuUISPHYO XpoMaTorpadnyeckyto KOMOHKY C
nnaefeHbIM OKCUOOM KPEMHMS C UCMONb30BaHNEM BBEAEHMS B KOITOHKY Ha XONoAe.
OTHOCUTENbHBIE KONMMYECTBA SKCTPArmpoBaHHbIX KOMMOHEHTOB PACcCYUTLIBAKOT MO OTHOLLUEHUIO K
Macce 9KCTparmpoBaHHOro nonuMepa.

Mogynem ynpyroctu siBnsieTca Mo4yNb yNpyrocty npu narinbe, onpeaeneHHbIn Ha
COCTapeHHbIX (3 Hegenu) NonyyYeHHbIX NMMTbEM NOA AaBrneHneM obpasuax cornacHo ASTM
D790A.

Ycnosusa nonumepusanmu;

(1) MeToaguka nonumepusaumm (A): MeToanka nonumMepusauum XXMaKoro NponuneHa ¢
nepemMeLunBaHnem

YKnakuii nponuneH (2,7 n) BBOAAT B OXnaxaaemblin 1-ranfoHHbIN aBTOKIaB, KOTOPbLIN Obin
BbICyLLEH TOKOM a30Ta npu Temnepatype Bbilwe 90°C. ABTOKMaB C MeLlankon noaaepXxuearoT rnpu
TemnepaTtype 62°C n 3atem BBogaT Bogopod, SCA, 5,0% macc. pactBopa TpUaTUNaNtOMUHUSA
(TEAL) B renTaHe u npokaTtanusaTop B Buae 5% macc. cycneHsnm B MMHepanbHOM Macne.
Ycnosus nonuMmepusauumn nogaepxusaioT B TedeHne 60 MuH npm 67°C.

(2) MeToguka nonumepusaumm (B): Metoanka rasoasHor nonumepusaguu

["a3odasHyo nonumepusauunio NnponuneHa NposBogaT B 14-410MMOBOM peakTope C
NceBAOOXMKEHHBIM crioeM. PeakTtop o6opyaoBaH pacnpenenuTenbHO NANTOW, NO4 KOTOPYHO
BBOASAT NCEBOOOXMKAKOLWMNIA ras. a3 BbIXOAUT Yepes BEPX NCEBAOOKMKEHHOrO Cnos u
TpaHcnopTupyeTcst No TPybonpoBOAY K KOMMPECCOPY U XONOAUIbHUKY, KOTOPbLIA MCNONb3YT AN
perynupoBaHus TemnepaTtypbl peuupKynMpyeMoro rasa ¢ perynmpoBaHMem TeM cambiv
TemnepaTypbl B NCEBAOOKMKEHHOM crioe. [locne oxnaxaeHus peuupKynvpyemblii ras satem
NMOBTOPHO BBOAAT HWKE pacnpenenuTensHon nnuTtel. MoHOMEpP 1 BOAOPOA NodarT pa3gensHo B
TpyOy peyukna.

PeakTop ¢ nceBOOOXMXKEHHBbIM crioem paboTtaeT nog odwmm gasneHuem 415 yHT/KB.OHONM
(3,0 MINa) ¢ napyunansHbiM gasneHnem nponuneHa 300 dyHT/kB.AOKM (2 MIa). icnonbaytoT
CKOPOCTbL Nofaym rasa (B pacyeTe Ha eguHULY nnowaan ceveHus annapata) 1,3-1,4 yTt/c
(0,43 m/c) pna nceBgooxmkeHuns 83 dyHToB (38 kr) nonmmepa. [Npon3BoanTENBHOCTb
HaxoauTcs B HTepBane oT 21 go 38 gyHT/M (9,5-17 Kkr/v).

CycneHauio npokatanua3atopa JO3VPYIOT LWNPULEBLIM HACOCOM B MOTOK MPOMUIIEHa,
NOCTYNatoLLNN CO CKOPOCTbIO 5 dhyHT/M (2,3 Kr/4), KOTOPLI TPAHCNOPTUPYET NpoKkaTannsaTop B
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peaktop. PactBopbl TEAL n SCA BBOOAT pasfenbHO B peakTop B pa3HbIX TOYKaX.

CpaBHuTensHbI npumep A

MpokaTanuaatop A nony4yatoT cornacHo nateHTy US 5093415. CooTBETCTBEHHO,

Mg(OEt) , cycneHampytoT B cmecu 50:50 (no o6bemy) TiCl,:MCB (MoHoxnop6eHson) (20 n/kr
Mg(OEt),) c DIBP (guunsobytundTanar) (0,3 n/kr Mg(OEt),). Nocne Toro kak cMecb HarpeBatoT
npu 106°C B TeyeHne 60 MuH, ee bunbTPyHOT. [oNyYEHHYIO ChIpYO Maccy CyCrneHAnpyT B
cmecu 50:50 (no o6bemy) TiCl,:MCB (20 n/kr Mg(OEt),) npn 106°C B TeueHune 30 MuH,
OUNBTPYIOT 1 NpoLecc NOBTOPSOT OAUH UM HECKONbKO pa3. [NonyyeHHoe TBepaoe BeLecTBO
OMnonackMBalT U3OMEHTAaHOM U 3aTeM CyLuaT TOKOM Tenrnoro asota. [ony4eHHbIn
npokaTtanuaaTtop cogepxut 2,70% macc. Ti.

MpokaTtanusatop A (10,0 r cyxoro nopotuka) cycrnengupytot B 100 mn 6e3sogHoro Tonyona
npu 100°C B TedeHue 60 MWH 1 3aTeM (OUNbTPYIOT C yaaneHueM pacTeopuTens. Takyto
onepauuio 3KCTpakumm ¢ ucnons3osaHnem 10 mn Tonyona/r npokatanu3aTopa NoOBTOPSIIOT 6 pa3
B TE€YEeHUe pasnmyHbIX NEPUOLOB BPEMEHM, U NOCIIE KaXAOM SKCTPAKLMM YaCcTb NOMYy4YEHHOro
MaTepuarna TBepgoro npokaranusaropa npombiBatoT NeHTaHOM 3 pasa npu KOMHaTHOW
TemnepaType C yaaneHuem ocTaTOMHOro pacTBOPUTENS U cyllaT B Bakyyme. 3aTemM onpeaensioT
cogepxaHue Ti B KOMMOHEHTe TBepAOoro npokatanusaTtopa. PesynbTaThl NpeacTaBneHb! B
Tabnuue 1.

Tabnuua 1
MpokaTanuaatop O6paboTka Ti (%)
A CTaHgapTHbI kKaTanusaTop 2,70

A1 A koHTakTMpoBaHwue ¢ Tonyonom, 100°C 1 yac 2,56

A2 A1 KoHTakTupoBaHue ¢ Tonyonom, 100°C 1 vac | 2,44

A3 A2 KoHTakTUpoBaHue ¢ Tonyonom, 100°C 1 vac | 2,42

A4 A3 KoHTakTupoBaHue ¢ Tonyonom, 100°C 1 vac | 2,31

A5 A4 KoHTakTUpoBaHue ¢ Tonyonom, 100°C 1 vac | 2,27

A6 A5 KoHTakTUpoBaHue ¢ Tonyonom, 100°C 3 vac | 2,07

A7 AB KoHTakTupoBaHue ¢ Tonyonom, 100°C 24 yac| 1,87

Kak BnaHo 13 tabnuupl 1, Tpebyetca pag nocrnefoBaTenbHbIX onepaunin KOHTaKTMpOBaHUSA
ONA CHUXEHUS coaepaHust TUTaHa B NpokaTtanusatope B 000l 3aMEeTHON CTENEHN.
[encteutenpHo, He GbIBAeT, YTO COAepXaHMe TUTaHa B KOHLEe nagaeTt Huxe 2%, noka KOHEeYHbI
npokaTanuaaTop He aKCTparnpyroT B TeveHue 24 4 npu 100°C.

MNpumep B

Psag npokatann3aTopoB Nony4yaroT SKCTpakunen npu pasnnyHbIX TeMmnepaTypax ¢
NCMONb30BaHNEM Pa3sfMYHbIX KONIMYECTB MOHOXITOPOEH30NBHOr0 PacTBOPUTENS, UCKIOYas
npumep B21, roe ncnonb3yemMbiM pacTBopuTenem siBnsieTcs opto-kemnon. icxoaHeln matepuan,
KONMN4YeCTBO pacTBOPUTENS N TeMMNepaTypa KaXKAoW 3KCTpaKUMK NpuBedeHbl B Tabnvue 2.

Tabnuua 2

MpokaTtanusatop|VicxoaHblin| Temnepatypa u AnnTtensHocTs | icnons3osanue pacteoputens (Mn/r| Ti (%
MaTepuan | KOHTaKTUpoBaHUst npokartanusaTopa) macc.)

A oTcyTCcTBYET 2,70
B1 A 130°C, 1 yac 15,0 1,35
B2 B1 130°C, 1 yac 15,0 1,01
B3 B2 130°C, 4 vac 15,0 0,79
B4 B3 130°C, 16 vac 15,0 0,90
B5 A 130°C, 1 yac 50,0 1,50
B6 B5 130°C, 1 vac 50,0 1,02
B7 B6 130°C, 4 vac 50,0 1,02
B8 A 115°C, 1 vac 32,5 1,85
B9 B8 115¢°C, 1 vac 32,5 1,32
B10 B9 115°C, 4 vac 32,5 1,03
B11 B10 115°C, 16 yac 32,5 0,87
B12 A 100°C, 1 yac 50,0 2,40
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B13 B12 100°C, 1 yac 50,0 2,18
B14 B13 100°C, 4 vac 50,0 2,06
B15 B14 100°C, 16 yac 50,0 1,61
B16 A 100°C, 1 vac 15,0 2,46
B17 B16 100°C, 1 yac 15,0 1,93
B18 B17 100°C, 4 vac 15,0 1,90
B19 B18 100°C, 16 yac 15,0 1,48
A oTcyTCcTBYET 3,01
B20 A 130°C, 1 vac 10,0 1,12
B21 B20 130°C, 4 vac 10,0 1,76

Kak MOXXHO BMOETb M3 BbllLEYKa3aHHOW Tabnuubl, KOHTaKTUpOBaHWE nNpokaTanuaaTopa C
pacTsBopuTenem npu Temnepartype Bbiwe npumepHo 100°C obecneunBaeT Gonbluee yaaneHme
TUTaHa. B kaxaon n3 cepui, rae NCNonb3yeTcs KOHTaKTUpoBaHne ¢ pacteoputenem npu 100°C,
NPOBOAAT pAA NocrneaoBaTeNbHbIX 3KCTPaKUMA C 4OBEOEHNEM YPOBHSA TUTaHa A0 Huxke vem 2,0.
HanpoTtus, npn 130°C ans CHUXeHUs KonuyecTea TUTaHa Ha 1/2 oT nepBoHa4anbHOro
KonuyectBa TpebyeTcs TONbKO OAHa 3KCTPaKUuS.

Mpumep C

B kauecTBe KOHTPOMbHOro onbitTa NpubnuautensHo 2,2 r Mg(OEt), cycneHaupyloT B 06beme
55 mn cmecun 50:50 (06/06) TiCl,:MCB ¢ 0,74 mn DIBP npu 110°C B TeueHne 60 MUH.
Mony4eHHy0 cMecb (UMbTPYIOT, NOKa OHa ropsiyasd. MssnedeHHble TBepable BellecTsa
cycneHgupytoT B 55 mn ceexen 50:50 cmecn TiCl,;:MCB npn 110°C B TeyeHue 60 MuH.
Mony4eHHy0 cMecb (UMbTPYIOT, NoKa OHa ropsiyasd. MsBnedeHHble TBepable BellecTsa
XJTIOPUPYIOT Npu cycneHanpoBaHun cHoBa B 55 mn ceexeirt cmecun 50:50 TiCly:MCB npu 110°C B
TeyeHne 30 MUH. MonyyeHHyto cMecb MMbTPYIOT, NOKa OHa ropsyvasl, U TBepable BelecTsa
n3BrekaroT. TBepable BeLecTBa ononackmatoT Tpy pasa 70 MN M300KTaHa Npy KOMHaTHOWN
TemnepaType C NonyyYyeHneM Cbipoil Macchl, coaepxallein KOMNOHEHT TBepaoro
npokaTtanuaaTopa, 1 3aTem cyLuaT B TeYEeHne, No MeHbLUEN Mepe, ABYX YacOB B TOKE a3oTa.
Mony4eHHoe Taknm obpasom cogepxanHue Ti B npokaTtanmsatope, 0603Ha4yeHHOM Bykeon C B
Tabnuue 3, coctaensieT 2,70% macc.

MprBeOeHHbIN Bhille cnocob nonyveHus npokatanmaatopa C moamduumpytoT gobasneHmem
cTtagmm akcTpakuuu. MpubnuantensHo 2,2 r Mg(OEt), cycnenaupytoTt B o6beme 55 mn cmecu 50:
50 (06/06) TiCl4;:MCB c 0,74 mn DIBP npu 110°C B TedeHne 60 MuH. [Nony4eHHyo cmecb
GunbTPYHOT, NOKa ropsyasd. N3BneyeHHble TBepAble BELLECTBA CyCneHanpytoT B 55 Mn ceexen
cmecu 50:50 TiCly:MCB npu 110°C B TedeHne 60 MuH. NonydeHHyo cMecb unbTPYHOT, NOKa OHa
ropsyas. Mi3aBneyeHHble TBepAble BELLeCcTBa CHOBa CycneHAMpYT B 55 mn ceexer cmecn 50:50
TiCl;:MCB npu 110°C B TedeHue 30 MuH. [lonyyYyeHHy0 cMeCb (hUnbTPYIOT, MOKa OHa ropsiyas, u
TBEepable BewecTa ononackusatoT 70 mn MCB npu koMHaTHOM Temnepartype ¢ nony4yeHvem
CbIpOM Macchbl, cogepxallern matepuan TBepaoro npokatanuaatopa. Chipyto Maccy 3aTtem
aKkcTparmpytoT cycneHanposaHnem 70 mn MCB npu 110°C B TeueHune 60 muH. Cmecb
duUnbTPYIOT, NOKa OHa ropsavas. Teepable BellecTBa ononackuearoT Tpu pasa 70 Mn n3ookTaHa
npyv KOMHATHOW TemnepaTtype U 3aTem cyllaT B Te4YEHUe, No MeHbLUEN Mepe, ABYX YacoB B
Toke a3oTa. CoaepxaHue Ti B nony4yeHHOM Takum obpas3om npokatanmsatope, 0603Ha4YEHHOM
oykeon C1 B Tabnuue 3, coctasnset 1,80% macc.

[MoBTOPSOT BbilLEYKa3aHHYI MeToAMKY NnoslydeHust npokatanunsaTtopa C1, 3a UCKOYEHMEM
TOro, Yto cycneHanposaHue B8 MCB nipu 110°C 1 nocneayoLlyto unbTpaLmio NoBTOPSHOT OA4MH
pas. CoagepxaHue Ti B npokatanusaTtope, 0603Ha4yeHHOM GykBon C2, coctasnseTt 1,10% macc.

[MoBTOPAIOT BhILLEYKa3aHHY METOAMKY NonydeHns npokatanusatopa C1, 3a UCKOYEHNeM
TOro, Yto cycneHanposaHue B8 MCB nipm 110°C 1 nocneayoLyto punbTpaLmio NOBTOPSOT
nBaxabl. Cogepxanue Ti B npokaTtanunsartope, o6o3HavyeHHOM GykBon C3, coctaenseT 1,00%
Macc. PesynbTaTbl aHann3oB npokatanusatopos C-C3 B 4aHHOM npuvmMepe npuBefeHbl B
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Tabnuue 3.

Tabnuuya 3
MpokaTanuaatop ObpaboTka Ti (% macc.)

(e} oTcyTCcTBYET 2,7

C1 KOHTakTMpoBaHue macca/MCB, 110°C, 1x 1,8

C2 KOHTakTMpoBaHue macca/MCB, 110°C, 2x 1,1

C3 KOHTakTMpoBaHue macca/MCB, 110°C, 3x 1,0

Monnmepusauyus

MpokaTanuaaTopbl, MONyYeHHbIE B BblLUEYKa3aHHbIX CpaBHUTENbHbIX NpuMepax A, B u C,
Mcnonb3yT ANs NonMMepusanmm NponuneHa B COOTBETCTBUMU C METOANKON nonumepusauum (A).
DCPDMS ucnonb3ytoT B kadectBe SCA. PesynbTathl nonMMmepusaLmm npeacraBneHsl B Tabnuue
4.

Tabnvua 4

MporoH| MpokaTtanusatop| Ti (% macc.) |1 (r/mkr Ti)| TekyvecTb pacnnasa| XS (%)|Mopaynb, kyHT/kB.Aronm (MIMa)

1* A 2,70 0,82 5,29 1,6 -

2 A1 2,56 0,99 0,70 11 -

3 A2 2,44 0,84 0,27 1,6 -

4 A3 2,42 0,94 2,04 1,1 -

5 A4 2,31 1,2 3,14 1,3 184 (1,960)

6 A5 2,27 1,11 1,21 1,1 -

7 A6 2,07 1,01 0,49 1,0 -

8 A7 1,87 1,23 3,51 0,7 287 (1,980)

9* C 2,7 0,96 0,7 1,8 -

10 c1 1,8 1,14 0,49 1,7 -

11 Cc2 1,1 1,2 1,56 1,0 266 (1,830)

12 C3 1,0 1,6 3,0 0,6 279 (1,920)
* CpaBHUTENbHbIW, HE NPUMEp U306peTeHns

Kak MOXHO BMAETb 13 NpUBEOEHHON Bhille Tabnuubl, akTUBHOCTb KaTtanuaartopa nsobpereHus
B pacyeTe Ha I Ti yBenuuMBaeTcsi, XOTS KaTanmaaTop U COAEPXUT MEHbLLE TUTaHa.
CnepoBaternbHo, Kaxablii rpamm TutaHa gaet 6onblie nonunponuneHa. Kpome Toro, no mepe
TOro, Kak KOfM4eCcTBO TUTaHa CHMXaeTCs, paCTBOPMMbIE B KCUIToNne ppakumm 3Ha4YMTeNbHO
CHWXAKTCH, 1 MOAYNb YNPYrocTu npu u3rmbe nosyyeHHoro nonumepa yBenuymBaeTcs.

Mpumepbl 1-17

CnegytoLias cepusi NpUMepoB, pesyrbTaTbl KOTOpbIX NpuBedeHbl B Tabnuvue 5, unnioctpupyet
NpenMMyLLEeCTBEHHbIE XapaKTepUCTUKN, JOCTUTHYTbIE, KOraa pag pasnuyHbIX NpokaTanns3aTtopos
noasepratoT 06paboTke B COOTBETCTBMU C U30BPETEHNEM, MO CPABHEHWIO C TAKUMU XKe
npokaTanuaaTopamu, KOTopble He ObINn NoaBepPrHyThl Takon obpaboTke. [NpokaTtanusaTopsbl
3aTeM UCMOMb3yT AN NONMMeprU3aLun NponuneHa ¢ UCMONib30BaHMEM METOANKM
nonumepusauun (A) 1 pasnmyHblx cooTHoweHurt SCA:Ti. OTaenbHbIe NpokaTanua3aTopsbl (ecnuv
He pacCMOTPEHO paHee) Mony4yarT cneaywmmM o6pasom:

Mpumep 3 (cpaBHUTEnNbLHBIN). MpokaTanuaaTtop D nonyyatoT cornacHo nateHTy US 5652314.
CooTBETCTBEHHO, KAPOOHN3MPOBAaHHbBIN NPEeALEeCTBEHHUK - AN3TUNAT MarHus ¢
SiO ,-HanonHuTenem cycneHampytoT B cmecn 50:50 (06/06) TiCl,:MCB (13 n cmecu/kr
npeawecteeHHunka) ¢ DIBP (0,2 n/kr npeglecTtBeHHuKa). Nocne HarpeBaHus cmecu npu 110°C B
TedeHue 60 MUH ee punbTpytoT. [ony4YeHHyIo Chipylo Maccy cycneHavpytoT B cmecu 50:50
TiCl 4:MCB (13 n/kr npegwecteeHHuka) npu 110°C B TedeHne 60 MUH 1 3aTeM (PUNBTPYIOT.
YKasaHHyt0 MeTOAMKY NOBTOPSAIOT oanH pa3 B TedeHue 30 MuH BMecTo 60 MuH. [NonydyeHHoe
TBEpAOE BELLECTBO OMOMacKMBaKOT U3OMEHTAHOM M 3aTeM CyLlaT TOKOM Tensoro a3ora.
Mony4eHHbIV NpokaTanuaatop cogepxnt 2,55% macc. Ti n gononHuTenbHO He obpabaTbiBaeTcs
nepen Ncnorb30BaHNEM.

Mpumep 5. MpubnusntensHo 400 mn 30% macc. cycneH3un npokatanusartopa D B
MUHeparnbHOM Macrne npomMbiBaloT 500 M N300KTaHa Npu KOMHATHOW Temrnepartype ¢ yoaneHnem
MUWHeparbHOro Macra u 3atem unbTpytoT. [ocne gpunbTpoBaHMA NonyvyeHHoe TBepaoe
BewecTBo cycneHampytot B 1200 mn MCB u HarpeBatoT o Temnepatypbl 110°C, npu KoTopon
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ero BblaepxmnsatoT B TeveHne 30 MUH 1 3aTeM (PUnbTPYIOT B ropgyeM COCTOAHUMU. YKasaHHYH0
onepauuio NOBTOPSAIT ABaxAbl. [Tony4yeHHOe 3kCTparmpoBaHHOEe TBEPAO0E BELLECTBO
ononackusaroT Tpu pasa 300 mn n3ookTaHa. TBepaoe BELECTBO CyLlaT B BakyyMme.
MpokaTtanuaatop cogepxut 1,48% macc. Ti n ob6o3HavaeTca kak npokatanuaaTtop D1.

Mpumep 9 (cpaBHUTEnNbLHBIN). MNMpokaTanuaaTtop E nonyyatot cornacHo nateHty US 5077357.
Co0TBETCTBEHHO, CMELLUAHHbIN NPeALeCTBEHHUK, CoAepPXKaLLMA AMaTUNAT MarH1s v
aTunart/xnopug TutaHa, cootseTcTByowmi bopmyne Mg;Ti(OC,H5)sCly, cycnenampytoT B cmecu
50:50 (06/06) TiCl4;:MCB (19 n cmecu/kr npeawecTteeHHmKa) ¢ DIBP (0,2 n/kr
npegwecTtBeHHukKa). Nocne HarpesaHus cmecu npu 113°C B TeueHne 60 MUH ee OUNBLTPYIOT.
Mony4eHHyto cbipyto Mmaccy cycneHaupytot B cmecun 50:50 TiCl,:MCB (19 n/kr
npeaLecTtBeHHnKa) npu 113°C B TeveHne 30 MUH, DUNBTPYIOT 1 OnepaLmio NOBTOPSIOT Gonee
ofHoro pasa. NonyyeHHoe TBepAoe BELECTBO OMOMackMBaloT U30NEHTAHOM 1 3aTeM cyLuaTt
TOKOM Tennoro asota. [Nony4eHHbI NpokaTanusatop cogepxuT 2,76% macc. Ti u
JononHnTeneHo He obpabaTbiBaeTcs nepen NCNoNb3OBaHNEM.

Mpumep 11. MpubnmsmtensHo 400 mn 30% macc. cycneH3mm npokatanusatopa E B
MUHepanbHOM mMache npombisatoT 500 M M300KTaHa NpyM KOMHATHOW TemnepaTtype ¢ yaaneHmem
MUHepanbHOro macra v 3atem punbTpytoT. [Nocne punbTpoBaHMsa Nony4YeHHOe TBepLoe
BewecTBo cycnenampytot B 1200 mn MCB u HarpeBatoT o Temnepatypbl 130°C, npu KoTopon
ero BblaepxmBatoT B TeveHne 30 MUH 1 3aTeM OUNbTPYHOT B ropavyemM COCTOAHUMU. YKa3aHHYH0
onepaumto nosTopsAT 6onee AByx pas. [Nony4yeHHoe TBEPAOE BELLECTBO OMNOMACKMBAKOT TpU
pasa 300 mn n3ooktaHa. TBepaoe BellecTBO cyllaTt B Bakyyme. [pokaTanusaTop cooepxuT
1,47% wmacc. Ti n o6o3Ha4vaeTcs Kak npokartanusartop E1.

Mpumep 13 (cpaBHUTENBHLIN). MNMpokaTanuaatop F nonyyatoT npy BBegeHUn npumepHo 2,00 r
xnopuga antoMmmHus B 40 mn Tonyona u 3atem npv BBegeHUn no kannam 1,73 mn
METUNTPUITOKCUCUIAHa Npy nepemMeluneaHmm. Cmecb nepemelunsatoT npu 25°C B TeveHue 14
1 3aTem oxnaxgarT 4o 5°C. PacTBop, Nony4yeHHbI Npu B3anmogencteumn 3,84 mn xnopbytaHa u
0,89 r marHueBon cTpyxku B 20 Mn AnnsobyTunosoro agupa npu 75°C B TedeHue 24 4, BBOAAT
Mo Kannsam B BblLLEyKa3aHHY PEeaKLUMOHHYI0 CMECh MpU NepeMELLMBaHWM, U TeMnepaTypy
peakuuoHHOM cMecu noaaepxmBatoT B uHTepeane ot -5 go 0°C. Nocne gobaeneHus
TemnepaTypy peakLUMOHHON CMEeCU MeAJIEHHO MOBbLILLAT, 3aTEM peakuuio NpogoIKaT npu
30 °C B TeueHue 1 4. TBepgoe BeLLECTBO COOUPaOT nNbTPOBAHMEM C NOCMEAYOLLEN
NPOMbIBKOW TOMYONIOM M 3aTEM NEHTaHOM Mpu TemnepaType OKpyXatoLleln cpefbl.

MpumepHo 2,5 1 nony4eHHOro TakMm obpa3om TBEPAOro BellecTBa cycneHampyoT B 15 mn
Tonyona, u 3aTtem B 3Ty CycneH3unto BBogAaT 8,2 mn TeTpaxnopmga tutaHa un 0,6 mn gn-H-
rentungTanarta n NpoBoAAT peakLmto (XnopupoBaHme) npu nepemeLumeadnm npu 90°C B
TeyeHne 1 4. TBepaoe BeWeCTBO OTAENAT MNbTPOBaHMEM MPU TOW Xe TeMmnepaType U
NPOMBbIBAIOT TOMYOSIOM M 3aTeM MEHTAHOM NP Temnepartype oKpyatLlern cpeabl. [onyyeHHoe
TBEpOOe BELLECTBO CHOBA CycneHaMpytoT B 15 mn Tonyona u 8,2 mn TeTpaxnopuaa TutaHa, u
3aTeM NPOBOAAT peakuuio npy nepemerumnsaHmm npm 90°C B TedeHune 1 4. TBepaoe BeLLEeCTBO
OTAENSAT QUNLTPOBAHNEM NPU TOW Xe TeMmnepaType, NPOMbIBAKOT TOMYOSIOM M 3aTeM NEHTAHOM
npu TemnepaTtype oKpyxarLen cpeabl 1 cywat B Bakyyme. CoaepxaHue Ti B npokatanuaaTtope
coctaBnset 3,82% macc., n oH ob6o3HavyaeTcsa Kak npokatanmaaTop F.

Mpumep 14. MpubnuantensHo 2,0 r npokatanuaartopa F cycnengunpytoT B 60 mn Tonyona.
PeakumoHHyto cmechk HarpeBatoT npu 90°C B TeveHne 30 myH. TBepaoe BellecTBO cobuparoTt
uNbTPOBaHMEM, MPOMBIBAKOT TPU pasa 5 M NeHTaHa 1 3aTem CyLlaT B Bakyyme.
MpokaTtanusartop cogepxut 2,55% macc. Ti n ob6o3HavaeTca kak npokaTanuaatop F1.

Mpumep 15 (cpaBHUTENBHEIN). MpokaTanuaatop G nonyyatT cycneHanposaHuem 3,0 r
anatunarta marHua B 60 mn cmecun 50:50 (06/06) TiCl,;:MCB, gononHutensHo cogepxallen 1,25
Mn aTundeHsoata, npu 100°C B TeveHne 60 MyH. [ony4YeHHyY0 CMeCb PUNbTPYIOT B ropsvyemM
cocTosaHuU. M3BneveHHble TBepable BellecTBa cycrneHampytoT B 60 mn ceexen cmecu 50:50
(06/06) TiCl4:MCB npu 100°C B TeueHne 60 MuH. [NonyyeHHy0 cMeCb PUNbTPYIOT B ropsvemM
cocTosaHuU. M3BnevyeHHoe TBepAoOe BeLLEeCTBO CHOBa cycneHampytoT B 60 mn ceexelt cmecu 50:
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50 (06/06) TiCl,;:MCB npu 100°C B TedeHue 60 MuH. [ony4yeHHy0 cMeCb (OUMNbTPYIOT B ropsiyeM
COCTOSIHUM 1 M3BMEKaloT TBepAble BELLECTBA. TBepable BELLECTBA OMNONackuBaloT Tpu pasa 70 mn
N300KTaHa Npy KOMHATHOW TeMnepaType 1 3aTeM CyLlaT B TEYEHME HE MEHEeEe [BYX YacoB B

Toke a3oTa. CoagepxaHue Ti B nony4eHHOM Takmm obpa3om npokaTanuaaTope coctasnset 2,96%
Macc., 1 OH obo3HavaeTcs kak npokaTanusartop G.

Mpumep 16. Mpokatanusatop G1 nony4aroT cycneHgmpoBaHmemM npubnuantensHo 3,0 r
aunatunarta mariusa B cmecn 60 mn 50:50 (06/06) TiCl,:MCB, gononHutensHo cogepxailen 1,25
Mn aTundeHsoata, npu 100°C B TeveHne 60 MyH. [ony4YeHHyY0 CMeCb PUNBLTPYIOT B ropsveM
COCTOsIHUW. N3BNeYeHHble TBEPAbIE BellecTBa cycneHanpytoT B 60 mn ceexen cmecu 50:50
(06/06) TiCl4;:MCB npu 100°C B TeueHne 60 MuH. [NonyyeHHy0 cMeCb UNbTPYIOT B ropsvemM
COCTOSIHUW. M3BneYeHHble TBEpAblE BELLECTBA CycneHanpyoT cHoBa B 60 mn cBexel cmecu 50:
50 (06/06) TiCl4:MCB npu 100°C B TeveHne 60 MuH. [NonyyYeHHy0 cMeCb PUNbLTPYIOT B ropsvemM
COCTOSIHUM, U TBepAble BellecTBa ononackusatoT 70 mn MCB npu koMHaTHOM TeMnepaType.
Teepaoe BewecTBoO aKcTparnpytot cycnengmposaHmem B 60 mn MCB npu 100°C B TeueHue 30
MUH. CMecb (OUNbTPYHOT B rOpsYeEM COCTOSIHMU. TBepAble BeLeCcTBa ornonackusatoT Tpu pasa 70
MIT M30OKTaHa Npuv KOMHATHOW TemnepaType 1 3aTeM cyllaTt B TEYEHNE HEe MEHee [BYX YacoB B
Toke a3oTa. CoagepkaHue Ti B Nony4eHHOM Taknm obpa3om npokaTtanusaTope (mpokarannsatop
G1) coctaensieT 2,09% macc. (cMm. Tabn.5).

Tabnuuya 5
Mpumep| MpokaTtanuaaTtop| Ti1 SCA SCA/TI AKTUBHOCTb| XS | TekyyecTb pacnnasa|O6bemHas
(Monb/monb) | (r/mkr Ti) 1 [(ar/mMun) nnoTHocTs (r/cm3)
1* A 2,70|AnumknoneHTUNANMETOKCUCUNaH 25 0,75 1,6 53 0,31
2 B9 1,32| AuumknoneHTUnAMMETOKCMCUNaH 25 0,77 0,9 5,0 0,48
3 D 2,55| AnumknoneHTUNnAMMETOKCMCUNaH 28 1,34 1,5 2,2 0,37
4* D 2,55| AnumknoneHTUNAMMEeTOKCMCUNaH 1,3 1,33 2,9 2,1 0,42
D1 1,48| AnumknoneHTUNAMMETOKCUCUNaH 48 1,46 0,5 2,5 0,45
D1 1,48| AnumknoneHTUNANMETOKCUCUIaH 3.1 1,17 0,9 1,6 0,44
D1 1,48| AuumknoneHTUNANMETOKCUCUIaH 1,6 1,66 1,4 4,9 0,42
D1 1,48| AuumknoneHTUNAMMETOKCUCUIaH 1,0 1,28 1,5 4,5 0,47
9* E 2,76 | OvumknoneHTunaMmMeToKkeMcunaH 26 0,84 1,8 3,3 0,40
10* E 2,76 | AvumknoneHTUnaMeToKeMcunaH 1,1 0,70 3,8 1,6 0,37
1 E1 1,47 | AMumKnoneHTUNAMMETOKCUCUNaH 49 1,00 0,9 4,6 0,44
12 E1 1,47 | AMumKnoneHTUNAMMETOKCUCUIaH 2,1 1,43 1,3 4,1 0,45
13* F 3,82| AnumknoneHTunaMmeTokeucunax 19 0,63 2.1 57 0,38
14 F1 2,55| AuuuknoneHTunaMeTokcucunaH 28 0,32 1,4 4,5 0,36
15* G 2,96 na36 34 0,54 3,9 1,8 0,30
16 G1 2,09 na36 48 0,50 2,3 4.8 0,27
17 G1 2,09 na36 12 0,64 2,5 2,5 0,30
* cpaBHUTEIbHbIN, HE NPUMEp N306peTeHNst
1% macc

Kak MoxHO B1aeTb Tabnuubl 5, npokatanuaaTtopbl, MONy4YeHHbIe CNOCOO0M U3obpeTeHus,
MMEIT 3HaUNTENbHO CHUMXEHHoe cogepxaHue Ti (A no cpaBHeHuio ¢ B9, D-c D1, E-cE1, F
-c F1, G- ¢ G1) n patoT B pesynbrarte Katannmtnyeckme KoOMnosmumm, MMeLme 3HadunTensHo
YINYYLLIEHHYO CENEKTUBHOCTb (4TO NOATBEPKAAETCHA CHMXKEHHBbIMU XS) (1 no cpaBHeHMto ¢ 2, (3,
4)-c(5-8),(9,10)-c (11,12), 13 -c 14, 15- ¢ (16, 17). NMpokaTanusaTopsl
n3obpeTeHnsa Takke JAlOT B pe3ynbTaTe kaTannsaTopbl, KOTOPbIE NPOM3BOAST NONMMep,
MMEKLNIA YBEITMYEHHYI0 0ObEMHYIO NITOTHOCTL NonmMmMepa (1 no cpaBHeHuto ¢ 2, (3, 4) - ¢ (5,
8), (9, 10) - ¢ (11, 12). XoTsa npokaTanua3aTopbl N0 N300PETEHMIO UMEIOT 3HAYNTENBHO
CHWMXeHHoe coaepxaHue Ti, ykazaHHble NpoKkaTanM3aTopbl 06bIYHO UMEKOT YBEMUYEHHYHO
npon3soguMTenbHOCTb Ha rpamm Ti (1 no cpaBHeHuto ¢ 2, (3, 4) - ¢ (5-8), (9, 10) - ¢
(11, 12), 15 - ¢ (16, 17)). HakoHeL, npokaTanuaaTtopbl N0 n306peTeHnto obecneynsaroT
NCMOoNb30BaHNE 3HAYUTENbHO MEHbLLEro KONMMYECTBa BHELIHEro AOHOPA 3NEKTPOHOB C
OOCTMXKEHMEM 3aaHHOro COAEPXXaHMSA PacTBOPUMbIX B Kcurone dopakumin (3 no cpaBHeHUIoO C 8,
9-c¢12,15-c 17).

Mpumepbl 18-37

MpoBOAAT pAA 9KCMEPUMEHTOB MO MONIMMEPU3ALUN C UCMONb30BaAHMEM PAa3NNYHbIX
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npokaTtanu3aTtopoB B COOTBETCTBUMN C MeToankon nonumepusayum (A). SCA npeacrasnset
anuuknoneHtTMnaumeTokcucunaH. OtaenbHble NpokaTanu3aTopbl, CNN He PacCMOTPEHO paHee,
nonyyaroTt criegyowmm obpasom. PesynbTaThl NpeacraBneHsl B Tabnuue 6.

Mpumep 18 (cpaBHUTENBHLIN). MNMpokaTanuaaTtop H nonyyatT No CyLwecTBy TakuM e obpasom,
Kak npokatanuaatop D. NpokaTtanuaatop coaepxut 2,14% macc. Ti.

Mpumep 19. MpubnmsmtensHo 1,0 r BeicyweHHOro npokaTtanuaaTtopa H cycneHampytot B 30 mn
MCB npu 110°C B TeueHune 1 4 n 3atem punbTpyIOT C yaaneHnem pactesoputens. NonyyeHHoe
3KCTparMpoBaHHOE TBEPAOE BELLECTBO AOMNOSHUTENBHO NPOMBIBAKOT S5 M NEHTaHa Tpw pasa npu
KOMHaTHOM TeMnepaType € yaaneHnem oCcTaTOYHOro pactBoputensd. 3atem TBepaoe BELLECTBO
cywart B BakyyMe 1 obo3HauatoT kak npokatanusatop H1. CogepxxaHue Ti B nony4eHHOM
npokatanuaatope coctasndet 1,25% macc.

Mpumep 20. MpubnmsmtensHo 1,0 r BeicyweHHOro npokaTtanuaaTtopa H cycneHampytot B 30 mn
MCB npu 120°C B TeueHune 1 4 1 3atem punbTpyOT C yaaneHnem pactsoputens. NonyyeHHoe
9KCTparMpoBaHHOE TBEPAOE BELLECTBO AOMNOSTHUTENBHO NPOMLIBAKOT 5 M NEHTaHa Tpw pasa npu
KOMHaTHOM TeMnepaType € yaarneHnem ocTaTOvHOro pacteoputensd. 3atem TBepaoe BELLECTBO
cywat B BakyyMe 1 obo3HavatoT kak npokatanmaaTtop H2. CogepxxaHue Ti B npokaTanuaatope
coctasnsget 1,08% macc.

Mpumep 21. MpubnmsmtensHo 1,0 r BeicyweHHOro npokaTtanuaaTtopa H cycneHampytot B 30 mMn
MCB npu 130°C B TeueHue 1 4 1 3atem (punbTPyIOT C yaaneHnem pacteoputens. NonyyeHHoe
9KCTparMpoBaHHOE TBeEpAOe BELLECTBO AOMNOSHUTENBHO NPOMLIBAKOT 5 M MEHTaHa Tpw pasa npu
KOMHaTHOW TemnepaType C yaarneHmem oCTaTOYHOro pactsoputend. 3atem TBepAoe BeLLECTBO
cywat B BakyyMe 1 obo3HavatoT kak npokatanmsaTtop H3. CogepxxaHue Ti B npokaTanusatope
coctasnset 0,89% macc.

Mpumep 22. MpubnmsmtensHo 1,0 r BeicyweHHOro npokaTtanuaaTtopa H cycneHampytot B 30 mMn
opTo-kcunona npu 130°C B TeveHne 1 4 1 3atem PUNbTPYIOT C yaaneHmemMm pacTBopuUTens.
lMony4eHHOe 3KCTparMpoBaHHOE TBEPAOE BELLECTBO AOMOMHUTENBHO NPOMbIBAOT 5 MN NeHTaHa
TpyW pa3a nNpu KOMHATHOM TemnepaType C yaaneHmemM OCTaTO4YHOro opTo-Kcunorna. 3arem
TBEpOOe BELLECTBO CyllaT B BakyyMe 1 0603HavaroT Kak npokatanuaaTtop H4. CogepxxaHue Ti B
npokaTtanuaaTtope H4 coctaenset 1,03% macc.

Mpumep 23. NMpnbnunsmtensHo 1,0 r BbICyLEHHOro npokatanu3aTtopa D cycnengupytot B 30 mn
MCB npu 110°C B TeueHme 30 M1H 1 3aTeM OUNBbTPYIOT C yAanNeHMeM pacTBOpUTENS.
[Mony4eHHoe aKCTparMpoBaHHOE TBepAoe BELLECTBO AOMOMHUTENBbHO NPOMbIBAOT 5 MN NeHTaHa
TPy pasa Npu KOMHATHOW TeMnepaType C yaarneHMeM OCTaTOYHOro pacTBopuTens. 3aTem
TBEpOoOe BELLECTBO CyLlaT B BakyyMe 1 npokatanunsatop 0003HavaloT kak npokaTtanusatop D2.
Cogaepxanune Ti B npokaTtanusatope coctaenseT 1,68% macc.

Mpumep 24. NMpnbnunsmtensHo 1,0 r BbICyLEHHOro npokatanusaTtopa D cycnengupytot B 30 mn
MCB npu 110°C B TeueHue 1 4 n 3atem unbTpytoT. MNonydeHHoe SKCTparMpoBaHHoe TBepaoe
BELLECTBO AOMOSTHUTENBLHO NPOMbIBAOT 5 M NEHTaHa TpW pasa Npyv KOMHaTHOW Temneparype ¢
yaaneHnem octaTouHOro pacteoputens. 3atem TBepaoe BELLECTBO CyllaT B BakyyMe ”
npokaTtanuaaTtop o6o3HavatoT Kak npokatanusatop D3. CoaepxaHue Ti B npokaTtanunsatope
coctasnset 1,52% macc.

Tabnuuya 6
Mpumep | MpokaTanusaTop |Bpemsi| Temnepatypa (°| Ti1 [SCA2/Ti AkTnBHOCTb| XS | TekyuyecTb pacnnasa|O6bemHas NnoTHOCTb
(C/ o)) (Monb/monb) | (FMKr Ti) |1 |(ar/MuH) (rlcm3)

18* H 2,14

19 H1 1,0 110 1,25

20 H2 1,0 120 1,08

21 H3 1,0 130 0,89

22 H4 1,0 130 1,03

3* D 2,55 28 134 1,5 22 0,37

23 D2 0,5 110 1,68 44 0,94 1,3

24 D3 1,0 110 1,52 47 1,20 1,2

1* A 2,70 25 0,75 1,6 53 0,31

25 A1 1,0 100 2,56 25 0,45 1,9 10,6 0,40
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26 A2 2,0 100 2,44 25
27 A3 3,0 100 2,42 25 0,94 1,1 2,0 0,37
28 A4 4,0 100 2,31 25 1,20 1,3 3,1 0,42
29 A5 5,0 100 2,27 25 1,11 1.1 1,2 0,37
30 A6 8,0 100 2,07 25 1,01 1,0 0,5 0,36
31 A7 32,0 100 1,87 25 1,23 0,7 3,5 0,40
32 B1 1,0 130 1,35
33 B5 1,0 130 1,50
34* c 270 25 095 |18 07 0,30
35 C1 1,0 110 1,80 25 1,14 1,7 0,5 0,32
36 Cc2 2,0 110 1,10 25 1,20 1,0 1,6 0,39
37 C3 3,0 110 1,00 25 1,25 0,7 2,0 0,39
* CpaBHUTENbHBIN, HE NPUMEP M30GPEeTEHNs
1% macc.

PesynbTaTthl, NpeacTaBneHHble B Tabnuue 6, NoKkasbiBaOT, YTO CBOWCTBA NpoKaTanusaropa
MOTYT KOPPEKTUPOBATLCS PEryNMpOBaHNEM YCITOBUIA SKCTPAKLMN, TaKUX KaK TUN
9KCTparvpyroLLero pacTesoputens, Temnepartypa, Konnm4ecTBo aKCTparvpyoLLero pactsopuTens,
ONUTENbHOCTb KOHTAKTMPOBAHMS U YACIO SKCTpakuuin. Hanprumep, 6onee Bbicokas Temnepartypa
9KCTpaKLMmM aaeT cHmxkeHHoe cogepxanme Ti (19 no cpaBHeHuto ¢ 20 n ¢ 21). Tun
NCMONb3yeMOro SKCTparMpyoLwero pacTBOpUTENS Takke MOXET BNUATbL Ha coaepxaHue Ti B
npokaTtanuaaTope (21 no cpaBHEHWUIO € 22). DKCTparnpoBaHne Npu NOBLILLEHHON Temnepartype
unu B TedeHne bonee oNMTENbHbLIX NEPMOLOB BPEMEHN Takke AaeT B pesynbTare bonee Hu3koe
cogepxanue Ti (23 no cpaBHeHMIO ¢ 24). [ToBTOpHbIE B3anmoaenctems (1 no cpaBHEHMIO € 25-
31) Takke cHUXarT cogepkaHue Ti.

Mpumepbl 38-55

Cnegytouas cepusi NpUMeEPOB, pe3ynbTaThbl KOTOPbIX NpeAcTaBneHbl B Tabnuue 7,
UNACTPUPYeET BraronpusTHbIE XapakTePUCTUKK, AOCTUrAeMbIe, KOraa pag pasnnyHbIX
ranoreHnaHbIX COeAMHEHNI UCNOMb3YIOT ANSA NoflydYeHnst NPoKaTanM3aTopoB, KOTOPbIE Kak
9KCTparvpytoT, Tak 1 3aMeLlaloT B COOTBETCTBUMN C n306peTeHnem. Nonumepusayunio NPoBOLSAT B
COOTBETCTBUWN C METOAMKON nonumepusauum (A) ¢ MCNonbL30BaHNEM
auuuknoneHtTunanmeTokcucunaHa B kadectse SCA. OTaenbHble NpokaTannsaTopsbl, ecrnn He
onncaHo paHee, Nony4aroT criegyowmm obpasom:

Mpumep 39. Mpokatanusatop |11 nonyyatoT npu cycneHanposaHumn 1,0 r cyxoro
npokaTtanusatopa A B pacteope 115 mr VCly 8 10 mn MCB npu 100°C B TeyeHne 60 MUH n
3aTeM (punbTpoBaHuU. NonyvyeHHoe aKCTparMpoBaHHoOe U 3aMeLLeHHOe TBepaoe BeLecTBO
OOMONHUTENBHO MPOMbIBAOT 5 M NeHTaHa TpW pa3a Npy KOMHATHOW TemnepaTtype ¢ yaaneHnem
octatoyHoro MCB. 3atem TBepaoe BeleCcTBO cyllaT B Bakyyme. 3aTteM onpenenstor
cogepxanue Ti n V B KOMNOHEHTE TBEPAOro Npokatanmsartopa, kotopoe coctasngaet 1,50%
macc. n 2,54% macc., COOTBETCTBEHHO.

Mpumep 40. MpokaTtanusatop 12 nonyyatoT npu cycneHanposaHumn 1,0 r cyxoro
npokaTtanusatopa A B pacteope 1,50 r VCI, B 10 mn MCB nipu 100°C B TeueHue 60 MUH U
3aTeM (bunbTpoBaHuU. Nony4yeHHoe aKCTparMpoBaHHoOe U 3aMeLleHHOoe TBepaoe BeLecTBO
OOMNOMNHNTENBHO NPOMbLIBAKOT 5 MN NEeHTaHa Tpu pasa Npu KOMHATHOW TemnepaType ¢ yaaneHmem
octatoyHoro MCB. 3atem TBepaoe BelleCcTBO cyllaT B Bakyyme. 3ateM onpeaenstor
cogepxaHue Ti n V B KOMMNOHEHTE TBEPAOro NpokaTtanuaaTtopa, kotopoe coctasndeTt 0,44%
macc. 1 10,93% macc., COOTBETCTBEHHO.

Mpumep 41. MpokaTtanusatop |13 nonyyatoT npu cycneHanposaHumn 1,0 r cyxoro
npokatanu3atopa A B pacteope 115 mr VClyn 113 mr TiCl, B 10 mn MCB (TiCl4=1,0% macc. B
pacyete Ha MCB) npn 100°C B TeyeHne 60 MUH 1 3aTeM unbTpoBaHun. MNMonyyeHHoe
9KCTparMpoBaHHOE M 3aMeLLeHHOe TBepA0€E BELLECTBO AOMOSTHUTENBHO NPOMbIBaOT 5 Mn
neHTaHa TpuW pasa nNpu KOMHaTHOW TemnepaType ¢ yaaneHnem octatodHoro MCB. 3atem
TBEpOoe BeLLEeCTBO CylaT B BakyyMe. 3aTeM onpeaensoT cogepxaHue Ti u V B KOMNOHeHTe
TBEPAOro npokaranuaartopa, kotopoe coctasndeTt 1,57% macc. n 1,99% macc., COOTBETCTBEHHO.

Mpumep 42. MpokaTtanusatop 14 nonyyatoT npu cycneHanposaHumn 1,0 r cyxoro
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npokaTtanusatopa A B pacteope 115 mr VCly, 113 mr TiCl, n 166 mr DIBP B 10 mn MCB

(TiCl 4=1,0% macc. B pac4ete Ha MCB) npu 100°C B TeueHne 60 M1H 1 3aTeM PUNbLTPOBAHUN.
MonyyeHHOE aKCTparMpoBaHHOE M 3aMeLLEHHOE TBEPAO0E BELLECTBO AOMNOMHUTENBHO NPOMbIBAKOT
5 Mn neHTaHa Tpu pasa NpyM KOMHATHOW TemnepaTtype ¢ yaaneHnem octatoyHoro MCB. 3atem
TBEpOOE BELLECTBO CyLlaT B BakyyMe. 3aTem onpeaensoT cogepaHue Ti u V B KOMNOHEHTE
TBEPAOro npokaranuaartopa, kotopoe coctandeT 2,38% macc. n 1,54% macc., COOTBETCTBEHHO.

Mpumep 43. MpokaTtanusatop |15 nonyyatoT npu cycneHanposaHumn 1,0 r cyxoro
npokaTtanuaaTtopa A B pactesope 103 mr VOCI; B 10 mn MCB nipu 100°C B TeyeHne 60 MUH ©
3aTem mnbTpoBaHuK. Nony4yeHHOe aKCTparMpoBaHHOE U 3aMeLLEeHHOEe TBEPAOE BELLECTBO
OOMNOMNHNTENBHO NPOMbLIBAKT 5 MN NEHTaHa TpU pasa Npu KOMHATHOW TemnepaType C yaaneHmem
octatoyHoro MCB. 3atem TBepaoe BelleCcTBO cyllaT B Bakyyme. 3ateM onpeaensior
cogepxanue Ti n V B KOMNOHEHTe TBEPAOro npokartanusaropa, kotopoe coctasnget 2,11%
macc. 1 0,26% macc., COOTBETCTBEHHO.

Mpumep 44. MpokaTtanusatop |16 nonyyatoT npu cycneHanposaHumn 1,0 r cyxoro
npokatanu3atopa A B pacteope 305 mr ZrCly(DIBP) n 113 mr TiCl, 8 10 mn MCB (TiCl4=1,0%
mMacc. B pacdete Ha MCB) npu 100°C B TeyeHne 60 MuH 1 3aTtemM unbTpoBaHuK. [onyyeHHoe
9KCTparnpoBaHHOE M 3aMeLleHHoe TBEPAO0E BELLEeCTBO AOMNOMHMTENBHO NPOMbLIBAOT 5 Mn
neHTaHa Tpu pasa nNpuv KOMHATHOW TemnepaType ¢ yganeHmem octatoyHoro MCB. 3aTtem
TBEpOOe BELLECTBO CyllaT B BakyyMe. 3aTem onpeaenstot cogepxaHue Ti u Zr B KOMNOHEHTE
TBEPAOro npokaranuaartopa, kotopoe coctaBndeT 1,51% macc. n 2,97% macc., COOTBETCTBEHHO.

Mpumep 45. MpokaTtanusatop |17 nonyyatoT npu cycneHanposaHumn 1,0 r cyxoro
npokatanuaatopa A B pacteope 237 mr WClg 8 10 mnn MCB npu 100°C B TeyeHne 60 MUH u
3aTeM UNbLTPOBaAHUK C yaarneHueM pacTBopuTens. [ony4yeHHoe 3KCTparmpoBaHHOE U
3aMeLleHHoe TBepaoe BELLEeCTBO AOMOMHMUTENBLHO NPOMbIBAOT 5 M NeHTaHa Tpu pasa npwm
KOMHaTHOW TemnepaType ¢ yaaneHmem octatoyHoro MCB. 3atem TBepaoe BeLLEeCTBO cyliaT B
Bakyyme. 3atem onpeaensoTt cogepxaHue Ti n W B KOMNOHEHTE TBEPAOro Npokatanusaropa,
koTopoe coctaensieT 1,20% macc. u 3,84% macc., COOTBETCTBEHHO.

Mpumep 46. MNMpokaTtanusatop 18 nonyyatoT npu cycneHanposaHumn 1,0 r cyxoro
npokaTtanuaaTtopa A B pacteope 220 mr TiBr, 8 10 mn MCB npu 100°C B TeyeHne 60 MUH n
3aTemM mnbTpoBaHuK. Nony4yeHHOe aKCTparmpoBaHHOE U 3aMeLLeHHOEe TBEPAOE BELLECTBO
OOMNOMNHNTENBHO NPOMbLIBAKT 5 MN NEeHTaHa TpU pasa Npu KOMHATHOW TemnepaType C yaaneHmem
octatoyHoro MCB. 3atem TBepaoe BelleCcTBO cyllaT B Bakyyme. 3ateM onpeaenstor
cogepxaHue Ti B KOMMNOHEHTE TBEPAOro npokaranuaartopa, kotopoe coctasnseT 2,11% macc.

Mpumep 47. MpokaTtanusatop |19 nonyyatoT npu cycneHanposaHumn 1,0 r cyxoro
npokaTtanuaaTtopa A B pacteope 2,10 r TiBr, B 75 mn MCB npu 100°C B TeyeHne 12 4 n 3atem
unbTpoBaHUK. MNonyyeHHoOe aKCTparnpoBaHHOE N 3aMeLLeHHOe TBEPLOE BELLECTBO
OOMNONHNTENBHO NPOMbIBAOT 5 MN NEeHTaHa Tpu pasa Npu KOMHATHOW TemMnepaType C yaaneHneMm
octatoyHoro MCB. 3atem TBepaoe BeLleCTBO cyllaT B Bakyyme. 3aTteM onpeaensior
cogepxaHue Ti B KOMMOHEHTE TBEPAOro npokaTtanuaaTtopa, kotopoe coctaenseT 1,08% macc.

Mpumep 48. MpokaTtanuaatop |10 nonyyatoT npu cycnengmposaHmm 1,0 r cyxoro nopoLuka
npokaTtanusaTtopa A1 us npumepa 1 B pacteope 156 mr SnCl, 8 10 mn MCB nipu 100°C B
TeyeHne 60 MUH 1 3aTemM punbTpoBaHMK. [Nony4yeHHOe 3KCTparMpoBaHHOE U 3aMeLLEHHOe
TBEpOoe BELLECTBO AOMOSTHUTENTbHO NMPOMbIBAOT 5 M NeHTaHa Tpu pa3a Npyv KOMHaTHOM
TemnepaType ¢ yaaneHnem octatodHoro MCB. 3atem TBepaoe BELLECTBO CyLlaT B BakyyMme.
3atem onpeaenaT cogepxanune Ti 1 Sn B KOMNOHEHTE TBEPAOro Npokartanunsatopa, kKoTopoe
coctaBnseT 1,98% macc. n 0,03% macc., COOTBETCTBEHHO.

Mpumep 49. Mpokatanusatop 111 nonyyatoT npu cycneHanposaHumn 1,0 r cyxoro
npokaTtanuaaTtopa A B pacteope 310 mr SnCl, 8 10 mn MCB npu 100°C B TeueHne 60 MUH 1
3aTemM unbTpoBaHUK. MNonyyeHHoe TBepaoe BELLECTBO AOMOMHUTENBHO NPOMbIBaOT 5 Mn
neHTaHa Tpu pasa nNpuv KOMHATHOW TemnepaTtype ¢ yganeHmem octatoyHoro MCB. 3aTtem
TBEpOOe BELLECTBO CyllaT B BakyyMe. 3aTem onpeaenstoTt cogepxaHue Ti u Sn B KOMNOHEHTE
TBEPAOro npokaranuaartopa, kotopoe coctaendeT 2,06% macc. n 0,10% macc., COOTBETCTBEHHO.

Mpumep 50. Mpokatanusatop 112 nonyyatoT npu cycneHanposaHum 1,0 r cyxoro
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npokatanuaatopa A B pacteope 620 mr SnCl, B 10 mn MCB npu 100°C B TeyeHue 60 MUH 1
3aTeM (punbTpoBaHMU. [onyyeHHOe 3KCTparmpoBaHHOE 1 3aMeLLeHHOe TBEpAoe BELLECTBO
OOMNONHNTENBHO NPOMbIBAKOT 5 MN NEeHTaHa Tpu pasa Npu KOMHATHOW TemnepaType C yaaneHneMm
octatoyHoro MCB. 3atem TBepaoe BeleCcTBO cyllaT B Bakyyme. 3ateM onpeaensor
cogepxanue Ti n Sn B KOMNOHEHTE TBEPAOro npokatanmsartopa, kotopoe coctasndaet 1,88%
macc. n 0,13% macc., COOTBETCTBEHHO.

Mpumep 51. Mpokatanusatop 113 nonyyatoT npu cycneHanposanumn 1,0 r cyxoro
npokaTtanuaaTtopa A B pacteope 1,24 r SnCl, 8 10 mn MCB npu 100°C B Te4eHne 60 MUH 1
3aTemM mnbTpoBaHuK. Nony4yeHHOe aKCTparMpoBaHHOE U 3aMeLLeHHOEe TBEPAOE BELLECTBO
OOMNOMNHNTENBHO NPOMbLIBAKOT 5 MN NEHTaHa TpU pasa Npu KOMHATHOW TemnepaType C yaaneHnem
octatoyHoro MCB. 3atem TBepaoe BelleCcTBO cyllaT B Bakyyme. 3ateM onpeaenstor
cogepxaHue Ti u Sn B KOMMNOHEHTEe TBEPAOro npokaTtanuaaTtopa, kotopoe coctasndeTt 1,89%
macc. n 0,18% macc., COOTBETCTBEHHO.

Mpumep 52. Mpokatanusatop |14 nonyyatoT npu cycneHanposanumn 1,0 r cyxoro
npokaTtanuaaTtopa A B pacteope 7,75 r SnCl, B8 10 mn MCB npu 100°C B Te4eHne 60 MUH ©
3aTemM mnbTpoBaHuK. Nony4yeHHOe aKCTparMpoBaHHOE U 3aMeLLeHHOe TBEPAOE BELLECTBO
OOMNONHNTENBHO NPOMbIBAOT 5 MN NeHTaHa Tpu pasa Npu KOMHATHOW TemnepaType C yaaneHneMm
octatoyHoro MCB. 3atem TBepaoe BeleCcTBO cyllaT B Bakyyme. 3ateM onpeaenstor
cogepxanue Ti n Sn B KOMNOHEHTE TBEPAOro npokatanmsartopa, kotopoe coctasndaeT 1,49%
macc. n 0,56% macc., COOTBETCTBEHHO.

Mpumep 53 (cpaBHUTENBHBIN). MNMpokaTanuaaTop J Nony4arT MO CYLLECTBY TakMM Xe 06pa3om,
Kak npokatanuaatop E. HeakcTparnpoBaHHbili npokaTanusatop cogepxut 2,50% macc. Ti.

Mpumep 54. MpokaTtanusatop J1 nony4atoT npu cycnenguposaHmm 1,0 r cyxoro
npokatanu3atopa J B pacteope 268 mr ZrCl,(DIBP) n 99 mr TiCl, B 10 mn MCB (TiCl4=0,9%
mMacc. B pacdete Ha MCB) npu 100°C B TeyeHne 60 MUH 1 3aTemM OUNLTPOBAHUN C yaaneHnem
pacTtBopuTens. MNony4YeHHoe 3KCTparMpoBaHHOE U 3aMeLLleHHOe TBepAoe BELLECTBO
OOMNOMNHNTENBHO NPOMbLIBAKT 5 MN NEHTaHa TpU pasa Npu KOMHATHOW TemnepaType ¢ yaaneHmem
octatoyHoro MCB. 3atem TBepaoe BeleCcTBO cyllaT B Bakyyme. 3aTteM onpeaenstor
cogepxaHue Ti B KOMMOHEHTE TBEPAOro npokaTtanuaaTtopa, kotopoe coctaenseT 1,53% macc.

Mpumep 55. MNMpokaTtanuaaTtop J2 nony4atoT npu cycneHanposaHum 10,0 r cyxoro
npokatanuaatopa J B 9KCTpaKLNOHHON cmecn, cogepxawler 30,0 mn
auuguknoneHtTunguxnopcunana, 8 300 mn MCB npu 130°C B TeyeHne 30 MUH 1 3aTeM
GunbTpoBaHuK. MNonyyeHHOEe SKCTpParMpoBaHHOE M 3aMeLLEHHOEe TBEpA0e BELLECTBO
OOMNOMNHNTENBHO NPOMbIBAKT 5 MN NeHTaHa TpU pasa Npu KOMHATHOW TemnepaType ¢ yaaneHnem
octatoyHoro MCB. 3atem TBepaoe BeleCcTBO cyllaT B Bakyyme. 3ateM onpenenstor
cogepxaHue Ti B KOMMNOHEHTE TBEPAOro npokaranuaartopa, kotopoe coctasnseT 1,00% macc.
(cm. Tabn. 7).

Tabnuua 7
Mpumep|MpokaTtanuaatop| anorenua |(lanorewns Ti2 |SCA/ Ti AKTUBHOCTb| XS | TekyyecTb Ob6bemHas
meTanna meTtanna/Ti 1 (monb/monb) | (r/mkr Ti) 2 |pacnnasa (4r/MuH) |nnoTHocTb (F/CM3)
(monb/monb)
1* A 2,70 25 0,75 1,6 53 0,31
38 B16 oTcyTCTBYET 2,46
39 11 VClg 1 1,50 48 1,65 0,7 1,6 0,37
40 12 VClg 10 0,44 162 3,68 0,7 4,8 0,42
41 13 VCl4+TiClg 1+1 1,57 45 2,43 1,0 1,9 0,38
42 14 VCly+TiCly 1+1 2,38 25 0,84 0,6 4.4 0,34
+DIBP
43 15 VOCI3 1 2,11 34 0,91 0,9 1,8 0,41
44 16 ZrCl4(DIBP)+ 1+1 1,51 47 1,55 04 4,0 0,42
TiClg
45 17 WClg 1 1,20 59 2,29 0,7 1,9 0,35
46 18 TiBrg 1 2,11 25 0,65 1,2 2,9 0,41
47 19 TiBrg 10 1,08 66 1,20 0,5 1,1 0,36
48 110 SnCly 1 1,98 36 0,66 0,8 54 0,46
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49 111 SnCly 2 2,06 25 0,91 0,8 3,5 0,39
50 12 SnCly 4 1,88 25 0,52 0,9 14,0 1,28
51 113 SnCly 8 1,89 25 0,59 0,9 6,0 0,41
52 114 SnCly 50 1,49 25 0,54 0,5 3,2 0,44
53* J 2,50 25 1,20 1,5 3,7 0,40
54 J1 ZrCly(DIBP)+ 1+1 1,53 47 1,46 0,7 3,1 0,41
TiCly

9* E 2,76 26 0,84 1,8 3,3 0,40
55 J2 Cp2SiCly 22 1,00 71 0,51 0,9 2,6 0,45

* CpaBHUTENbHbIW, HE NPUMEp U306peTeHNs

1 Ti 3neck oTHOCUTCS K kKonuuecTBy Ti B NpokaTan1aaTope A0 SKCTPaKLumn

2 9% macc.

[aHHble Tabnuupbl 7 NOKa3biBaKOT, YTO COEQUHEHUS - TanoreHnaHble CoNnv UM UX CMecu B
COYeTaHUN C HACTOSALLMM CNOCOBOM 3KCTPaKUMK, MOryT BbITb UCNOMNb30BaHbl 6e3 yxyaLwaroLLero
achbdekTa (1 no cpaBHeHuto ¢ (39-52), 53 - ¢ 54, 9 - ¢ 55). OTmMe4vaeTcs, 4TO coefMHEHUS -
ranoreHugHble Conu Unmn nx cMecu obneryatoTt yganenuve Ti, Tak YTO AN AOCTMXKEHUS
OOMVHAKOBBIX Pe3ynbTaToB MOryT ObITh UCNONB30BaHbl 6onee HM3KMe TeMnepaTypbl IKCTpaKLuum (1
no cpaBHeHuto ¢ 38, ¢ (39-54)). Micnonb3oBaHMe BOMbLUIEro KONMYecTBa ranoreHMaHbIX
COEOMHEHMWI UNN UX CMeCel B CoveTaHMM C HacTodAwmum cnocobom aKkcTpakumm gaet bonee
Hu3koe cogepxanue Ti (39 no cpaBHeHuto ¢ 40,46 -c 47,48 -c 49,50 - c 51, ¢ 52) B
KOHEYHOM TBEPAOM MpoKaTanuaartope.

Mpumepbl 56-65

CnegytoLas cepus NpUMepOB, pe3ynbTaTbl KOTOPbIX NpeAcTaBneHbl B Tabnuue 8,
UNIICTPUPYET OnaronpuaTHbIE XapakTEPUCTUKN, OOCTUraeMble, Koraa psg pasnuyHbiX areHToB
perynupoBaHns CENEKTUBHOCTM MCMONb3YHOT A8 NOMyYeHNsi KaTanm3aTopoB B COOTBETCTBUM C
n300peTeHneM.

Mpumep 56. MNosTopsOT NpuMep 9, 3a UCKIOYEHNEM TOro, YTO AMEHUNAMMETOKCMCUNaH
(Ph ,Si(OMe),) ncnonbaytot B kayectee SCA.

Mpumep 57. MNosTopstoT npumep 11, 3a UCKITHOYEHUEM TOrO, YTO AMdEeHNNAMMETOKCMCUNaH
(PhySi(OMe),) ncnonbaytot B kavectee SCA.

Mpumep 58. MNosTopsOT NpuMep 9, 3a UCKMOYEHMEM TOro, YTO H-MPONUATPUMETOKCUCUMNAH
(NPTMS) ncnonbaytot B kadectee SCA.

Mpumep 59. MNMosTopstOT NpumMep 11, 3a UCKMOYEHNEM TOrO, YTO H-NPOMUATPUMETOKCUCUNAH
(NPTMS) ncnonesaytot B kadectse SCA.

Mpumep 60. MNMoBTOpsOT NpuMep 9, 3a UCKMOYEHNEM TOrO, YTO
MeTunuumknorekcungnmetokcucunad (MCHDMS) ncnoneaytoT B kayectse SCA.

Mpumep 61. MNMoBTOpsOT NpuMep 11, 3a UCKMOYEHNEM TOrO, YTO
mMeTunumknorekcungnmeTokcucunad (MCHDMS) ncnone3aytoT B kavectBe SCA.

Mpumep 62. MNMoBTOPSAOT NpUMep 9, 3a UCKIHOYEHNEM TOrO, YTO STUNTPUITOKCUcKMnaH (ETES)
ncnonb3ytoT B KavectBe SCA.

Mpumep 63. MNMoBTopstOT NpuMep 11, 3a UCKIKOYEHUEM TOrO, YTO aTUNTpUaTokcucunaH (ETES)
ncnonb3ytoT B kadectse SCA.

Mpumep 64. MoeTopsOT NpuMep 9, 3a UCKNIYEHNEM TOrO, YTO 2,2,6,6-TeTpameTMnnMnepuanH
(TMPY) ucnons3ytoT B kayectBe SCA.

Mpumep 65. MNMosTOpStOT NpuMep 11, 3a UCKMKOYEHNEM Toro, 4To 2,2,6,6-
TeTpameTunnnepngud (TMPY) ncnonb3ytot B kadectBe SCA.

Tabnuua 8
Mpumep | MpokaTanuaatop| Ti** SCA SCA/TI AKTUBHOCTb (r/MKr| XS**| TekyyecTb pacnnasa|O6bemHas NnoTHOCTb
(monb/monb) | Ti) (ar/mMun) (rfem 3y
1* A 2,70 DCPDMS 25 0,75 1,6 53 0,31
2 B9 1,32| DCPDMS 25 0,77 0,9 5,0 0,48
56* E 2,76|Ph2Si(OMe) 26 0,96 37 18,3 0,44
2
57 E1 1,47|Ph2Si(OMe) 26 1,44 1,6 47 0,46
2
58* E 2,76| NPTMS 26 0,87 2,9 4.1 0,42
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59 E1 1,47| NPTMS 26 0,91 14 12,1 0,48
60* E 2,76 MCHDMS 26 0,86 3,0 2,9 0,41
61 E1 1,47| MCHDMS 26 1,36 1,2 5,3 0,46
62* E 2,76| ETES 26 0,68 34 5,2 0,43
63 E1 1,47| ETES 26 1,29 2,1 12,9 0,48
64* E 2,76| TMPY 26 1,16 5,0 4,3 0,37
65 E1 1,47 TMPY 26 1,37 3,7 1,6 0,42

* CpaBHUTENbHLIN, HE MPUMEP U306peTeHNst

** % macc.

PesynbTaTthl, npyBeaeHHbIe B Tabnuvue 8, nokasbiBaloT, YTO NPy MOCTOSAHHOM COOTHOLLEHUU
SCA:Ti (monb/monb) ansa pas3nnyHbix SCA kaTanusatopbl M306peTeHnst gatoT bonblune
KONMYecTBa NonMMmepa, a Takke nonvMmepsl, MMetoLme donee Hu3kne XS 1 6ornee BbICOKYIO
NMNOTHOCTL (1 NO cpaBHeHUto ¢ 2, 56 - ¢ 57, 58 - ¢ 59, 60 - ¢ 61, 62 - ¢ 63 1 64 - c 65).

Mpumepbl 66-69

Cnegytouas cepusi NpUMeEPOB, pe3ynbTaTbl KOTOPbIX NpeAcTaBneHbl B Tabnuue 9,
NokKasblBa€eT, YTO MHOMME M3 BraronpuUATHbLIX XapakTePUCTUK M306peTeHnst MOryT ObITb
OOCTUMHYTbI MPU UCMOSTb30BAHUUN CHUXKEHHbIX YPOBHEN areHTa perynmpoBaHus CeNeKTUBHOCTM.

Mpumep 66. MNMoBTOPSOT NpUMep 9, 3a UCKMIOYEHNEM TOr0, YTO H-NPOMUATPUMETOKCUCHUNAH
(NPTMS) ncnonesaytot B kadectse SCA.

Mpumep 67. MNMoBTOpsOT NpuMep 11, 32 UCKMOYEHNEM TOrO, YTO H-NPOMUATPUMETOKCUCUNAH
(NPTMS) ncnonbeaytot B kadectee SCA.

Mpumep 68. MNMpokaTtanusatop E2 nonyyatoT No CyLecTBy Takum xe obpa3oM, Kak
npokaTtanuaaTtop E1 B npumepe 11. Cogepxanue Ti B nONy4eHHOM NogBEpPrHyTOM 0OMeHy
TBEpAOM npokaTanusatope coctasnseT 1,37% macc.

Mpumep 69. MNMosTopstoT Npumep 68, 3a UCKMNIOYEHNEM TOrO, YTO MCMOMb3YIOT pasnnyHoe
cooTHoweHne SCA:TI.

Tabnvua 9
Mpumep|Mpokatanusatop| Ti** | SCA |SCA/TI AKTUBHOCTb | XS**| TekyuecTb O6bemHast Mogaynb ynpyrocTu,
(monb/monb) | (r/mkr Ti) pacnnasa (Ar/MvH) |nnoTHocTb (r/cm3) |KyHT/KB. Atoiim (MMa)
66* 2,76| NPTMS 26 0,87 32 3,5 0,42 226 (1,560)
67 E1 1,47| NPTMS 48 0,89 14 73 0,42 253 (1,740)
9* E 2,76|DCPDMS 26 0,84 1,8 33 0,40 253 (1,740)
10* E 2,76|DCPDMS 1,1 0,70 3.8 1,6 0,67 219 (1,510)
11 E1 1,47|DCPDMS 49 1,00 0,9 4,6 0,44 279 (1,920)
12 E1 1,47|DCPDMS 2,1 1,43 1,3 4,1 0,45 272 (1,880)
68 E2 1,37|DCPDMS 52 0,96 0,8 6,3 0,46 275 (1,900)
69 E2 1,37|DCPDMS 2,3 0,95 1,2 2,8 0,46 265 (1,830)
15* G 2,96| MN33b 34 0,54 3,9 1,8 0,30 212 (1,460)
16 G1 2,09| N33b6 48 0,50 23 4,8 0,27 255 (1,760)
17 G1 2,09| N33b6 12 0,64 25 25 0,30 230 (1,590)
* CpaBHUTENbHBIW, HE NpUMep n306peTeHus
** % macc.

[daHHble Tabnuubl 9 NokasbiBatoT, YTO HOBbIE KaTanu3aTtopbl U306peTeHns AatoT nonnuvep ¢
Bonee HU3kMMKN XS 1 Gonee BbICOKMM MoAyreM ynpyrocTu npu usrnbe, 4em cpaBHUTENbHbIE
KaTtanutnyeckune komnosmumm (66 no cpasHeHuto ¢ 67, (9, 10) - ¢ (11, 12, 68, 69) n 15 -
¢ (16, 17)). OaHHble Tabnuubl 9 Takke NOKa3bIBAKOT, YTO NPU UCMONb30BaHUKN KaTann3aTtopoB
no n3obpeTeHnto MoryT BbiTb NONyYeHbl NOMMMEPDI, UMELoLLME HU3KME XS € 04eHb HU3KUM
cooTHoweHneMm SCA/Ti (Monb/Monb), U 4TO UCNONb30oBaHNe Gonee HM3Koro konmyectea SCA He
OKasblBaeT yXyALlalLwero BO34enCTBUSA Ha MOAY b YNPYrocTu npu n3rnbe nonyyaemoro
nonumepa. CnegoBaTternbHO, BbICOKUA MOAYIMb YIPYroCcTU Npy U3rmbe MoXeT ObiTb NOMyYeH ¢
HebonbLKnM konmyectBom SCA ¢ ncnonb3oBaHWeEM KaTanmsatopoB n3obpetenus ((9, 10) no
cpaBHeHuto ¢ (11, 12, 68, 69) n 15 - ¢ (16, 17)).

Mpumepsl 70-80

Cnegytolas cepusi NpUMepPOB NONMMeEpU3aumm, pesdynbTaTbl KOTOPbIX NPeACTaBEeHb B
Tabnuue 10, NoKka3bIBaET, YTO coAepXXaHne ofMroMepoB B NONMMepax MoXeT BbiTb CHUXEHO Mpu
MCNONb30BaHNN KaTanma3aTopoB Mo HacTosLeMy n3obpeteHuto. Takne nonnumepbl UMEKT
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yrnyudlleHHble opraHonenTuyeckne CBOMCTBA. JKCNEPUMEHTLI No nonumepusauum 70 n 71
OCYLLIECTBNAOT C UCMOMb30BaHMEM METOAMKM nonmmepusarmm (A) ¢ MCNONb30BaHMEM H-
nponunTpumeTokcucunaHa B kadectee SCA. B akcnepmmeHTax no nonumepusagumn 72-80
NCnonb3yrT MeToauKy nonumepusayum (B), ncnonbayoLyo ANLUKNONEHTUIANMETOKCUCUIIAH B
kadyectBe SCA. OTaenbHble NpokaTanu3aTopbl, eCnn He ONMCaHO paHee, NonyyalT cneayrowmnm
obpasom.

Mpumep 72 (cpaBHUTENBHbLIN). MNMpokaTtanuaaTtop K nony4atoT no CywecTBy Taknm e 06pasom,
kak npokatanusatop D. NpokaTtanusatop K cogepxut 2,26% macc. Ti, u ero ncnonb3yoT Ans
nonumMepusauuns nponureHa ¢ NCNonbL3oBaHNeM MeToAMKN nonumepusauyuu (B).

Mpumep 79. MpokaTtanusatop E3 nonyyatloT No cywecTBy Takum e obpasoM, Kak
npokaTtanuaaTtop E1 B npumepe 11. CogepxkaHue Ti coctaenseT 1,19% macc.

Tabnuua 10
Mpumep [Mpokatanusatop| Ti**| SCA  |AkTMBHOCTb (r/MKr | XS**| TekydecTb pacnnasa| O6bemHas NnoTHOCTb| Onuromepsl
Ti) (ar/mun) (rfem 3y (4./M1H)
C15 | C21
70* D 2,55| NPTMS 1,57 2,5 3,9 0,40 133 | 133
71 D1 1,48| NPTMS 1,48 5,0 4,5 0,38 93 |102
72* K 2,26 DCPDMS 1,06 1,4 35 0,35 546 |531
73 D1 1,48 DCPDMS 1,47 1,3 34 0,45 491 | 478
74* K 2,26 DCPDMS 1,06 1,4 531 0,36 248 | 250
75 D1 1,48 DCPDMS 1,24 0,8 522 0,35 207 | 210
76* E 2,76\ DCPDMS 0,44 1,2 30 0,37 440 | 426
77 E2 1,37|DCPDMS 0,80 1,3 29 0,41 404 | 382
78* E1 2,76 DCPDMS 0,44 1,2 343 0,37 466 |439
79 E3 1,19|DCPDMS 1,16 2,2 34 0,42 417 | 401
80 E2 1,37|DCPDMS 0,80 1,3 334 0,41 394 | 373
* cpaBHUTElbHbIN, HE NPUMEP N306peTeHNst
** % macc.
1. MNokasaTens TekyyecTn pacnnasa Gbin OTKOPPEKTUPOBAH MO CPABHEHMIO C NPUMEPOM 72 ncronb3oBaHueM Hy
2. Moka3saTenb TeKy4ecTu pacnnapa Gbir OTKOPPEKTUPOBAH MO CPABHEHMIO C PUMEPOM 73 1crionb3oBaHueM Ho
3. MokaaaTenb Teky4ecTu pacnnasa 6bin 0TKOPPEKTUPOBAH NO CPABHEHMIO C NPUMEPOM 76 UcTonb3oBaHnem Hy
4. MokasaTenb Teky4ecTn pacnnapa 6bin 0TKOPPEKTMPOBAH MO CPABHEHMIO C NIPUMEPOM 77 UCNONb30BaH1eM Ho

HaHHble Tabnuubl 10 nokasbiBaloT, YTO NPU OOUHAKOBOW TEKyYEeCTU pacnsnasa nofmmepsl,
NoflyYeHHble C KaTanmaaTtopamMmu COrflacHO HacTosILLEMY M300pEeTEHN0, COAepKaT MEeHbLLUE
ONMUroMepoRB, YeM NONUMEPDI, NONyYeHHbIEe C TPaAULMOHHLIMK KaTanusaTtopamu (70 no
cpaBHeHnto ¢ 71, 72-¢ 73,74-¢c 75,76 -c 77 n 78 - c (79, 80)). laHHbIE
NOKa3bIBaOT, YTO CHUXKEHNE COAEPKAHUSA ONiMroMepa Takke He 3aBUCUT OT TuMa UCMOoSb3yeMOoro
SCA.

Mpumepbl 81-87

Cnepnytouwasn cepusi NpUMepPoB, pe3ynbTaTbl KOTOPLIX NpeacTaBneHsl B Tabnuuye 11,
nokasblBaeT, YTO HE06X0ANMOE KONMYECTBO BOOOPOAA MOXET ObITb CHUXEHO Npu
NCMonb30BaHUN KaTann3aTopoB COrfacHO HacTosALeMy n3obpeteHunto. Bce akcnepmMMeHTbl No
nonumMepusaunmn NpoBoaAT B COOTBETCTBMM C METOAUKOW nonumepusaumm (B) ¢ ncnonssosaHmem
avumknoneHTunagnmeTokcmucunaHa B kadectse SCA.

Tabnuua 11
Mpumep|MpokaTtanusatop|Ti (% macc.)|H2/C3 (monb/monb) |Al/Ti (monb/monb) |Al/SCA (Monb/monb) | TekydecTb pacnnasa (/10 MyH)
81* E 2,76 0,110 50 1,1 30,3
82+ E 2,76 0,119 50 1,1 36,7
83 E2 1,37 0,097 50 10,0 33,5
84 E2 1,37 0,100 50 10,0 33,9
85 E2 1,37 0,091 100 4,0 39,0
86 E2 1,37 0,082 100 4,0 38,2
87 E2 1,37 0,090 100 4,0 34,1
* CpaBHUTENbHbIW, HE NpUMep 1306peTeHns

[aHHble, NpYBeAeHHbIE B BbilLeyKka3aHHON Tabnuue, nokasbliBatoT, YTO NpW UCMONb30BaHUK
npoKaTanM3aTopoB HacTOSALLEro 3obpeTeHnsa MoXeT BbiTb UCMONb30BaHO Gornee HU3Koe
COOTHOLLUEHME BoAopoa:nponuneH. [aHHble Tabnuubl Takke NoKasbiBaloT, YTO COOTHOLIeHue Al:
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SCA MOXeT ObITb YBENNYEHO, KOrAa UCMNOMb3YyOT NpoKaTanna3aTopbl HACTOSLLErO N300peTeHns,
CO 3HAYUTENbHBIM CHWXXEHMEM B pe3ynbTaTe CTOMMOCTU Gnarogaps UCMOMNb30BaAHNIO CHKEHHBIX
konnyectB SCA.

HecmoTps Ha To, 4TO M3obpeTeHne onncaHo NogpoBbHO OTHOCUTENBHO OCOBEHHO
NpeanoYTUTENbHbIX BApUaHTOB M NPUMEPOB, CMELMAanNUCTbl B AaHHOW 06racTu TEXHUKM NOWMYT,
4YTO MOTYT BbITb CAenaHbl pasnnyHble MoaudmrkaLum nsobpeteHnsa 6e3 oTxoda OT ero cyTn u
obbema.

dopmyna n3obpeTeHus

1. Cnoco6 nony4yeHns KOMNO3MLUMM TBEPOOro NpokaTanuaaTopa AJisi UCMoNb30BaHus B
KoMno3unumm npokaTanusatopa Lurnepa-HaTtta ans nonvmepusaumm onegpuHoB, npuyem
yKasaHHbIA cnocob BKtoyaeT

KOHTaKTUpOBaHNEe KOMMO3MUMMN-NpeaLeCcTBEHHNKA, coaepKallen cCoeaAMHeEHNe MarHusi, ¢
CcoeaNHeHNEM, ABMSIOLNMCS rarioreHMaomMm TutaHa, U BHYTPEHHUM JOHOPOM 3I1EKTPOHOB B
noboM nopsiake B NOOXOOSLLEN peakUMOHHON cpeae ¢ Nofny4YeHneM KOMMo3numMm TBEPAOro
npokaranusaTopa;

oTaeneHne TBEpAOro npokatanusaropa OT peakLUOHHOW cpeabl;

3KCTparnpoBaHne KOMMO3nLMM TBepOoro npokatanuaaTopa NyTem ee KOHTakTMpPOBaHUS OOuWH
WIN HECKOIbKO pas3 C XnakuM pasbaButenem, BbIOpaHHbIM U3 TOyona, KCUrorna, U3oneHTaHa,
n300KTaHa, xropbeHsona, 6pombeHsona, guxnopbeHsona u xnopTosnyona, Npu NoBbILLEHHON
TemnepaType, coctasnawowen ot 115 go 300°C B TeueHne nepmoga BpeMeHu oT 5 MyuH go 1
OHs1, C NONy4YeHneM KOMMO3nLUM TBEPAOro NpokaTanmMsaTopa, UMeIOLLEN cogepXaHme TutaHa ot
0,15 go 3,00 mac.% 1 npu 9TOM yKasaHHOE coAepXaHne NOHMKEHO Ha BennymHy ot 50 go 75
Mac.% No CpaBHEHMIO C COAepKaHMEM TUTaHa B KOMMNO3MLMM TBEPAOro NpokatanMaartopa o
yKa3aHHOW 3KCTpakLuun, 1 U3BNEYEHNE KOMMNO3ULUN TBEPAOro NpokaTtanmaaTopa.

2. Cnoco6 no n.1, B kOTOpoM pa3baBuTenb NpeactaBnseT cobon xnopodeHsorn, anxnopbeHson
WITN XNOPTOJyOrT.

3. Cnocob no n.1, B KOTOPOM 3KCTPaKLMIO NPOBOAST Npu TeMNepaType B MHTepBane oT Bbille
yem 115 go 200°C.

4. Cnocob no n.3, B KOTOPOM 3KCTPaKLMs NPOMCXOANUT Npu TeMnepaTtype B UHTepBarne ot
Bbile Yyem 120 go 150°C.

5. Cnocob no n.1, B KOTOPOM 3KCTPaKLMIO NPOBOAST B TEYEHME NEPMOaa BPEMEHN B
MHTepBane ot 15 MMH o 2 u.

6. Cnocob no n.1, B KOTOPOM 3KCTPAKLMIO MOBTOPSIHOT, MO MEHbLUEN Mepe, OOWH pas.

7. Cnocob no n.1, B KOTOPOM TBEPAbIA NpoKaTann3aTop KOHTaKTUPYET C COEANHEHUEM,
ABMSIOLMMCS ranoreHUaHON Conbio, B peakuumn 3aMeLLeHMs 40 U BO BPEMS CTagun
3KCTpaKLML.

8. Cnocob nonyyeHns kKOMMNo3nuumn TBepaoro npokatanunsaropa Ans Ucnonb3oBaHUs B
KoMno3unumm npokaTanusatopa Lurnepa-HaTtta ans nonvmepusaumm onegpuHoB, npuydem
yKasaHHbIA cnocob BktoyaeT

KOHTaKTUPOBaHME KOMMO3ULUN-NPEALLECTBEHHMKA, coaepXallen coeguHeHne MarHusl, ¢
CoeaNHeHNEM, ABMSIOLNMCS rarioreHMaoM TutaHa, U BHYTPEHHUM OOHOPOM 31EKTPOHOB B
nobom nopsiake B NOOXOASALEN peakUMOHHOW cpeae C NonyYeHnem KomMno3numnm TBepAoro
npokartanusaTopa;

oTaeneHne TBEpAOro npokatanusaropa OT peakLVUOHHOW cpeabl;

CYLLKY TBEPAOro npokatanuM3aTopa;

3KCTparnpoBaHMe KOMMo3nuum TBEPAOro npokatanmsartopa nyTeM ee KOHTaKTUPOBaHUS OANH
W HECKOIbKO pas3 C XNakMM pasbaButenem, BbIOpaHHLIM U3 TOMyona, KCUora, U3oneHTaHa,
n3o00KTaHa, xropbeHsona, 6pombeHsona, guxnopbeHsona u xnopTosyona, Npu NoBbILLEHHON
TemnepaTtype, coctaBnsowen ot 115 go 300°C B TeueHne nepmnoga BpeMeHn oT 5 MunH o 1
[OHS, C MofyYeHnemM KomMno3nuum TBEpPAOro npokaranMaartopa, UMeoLLEN coaepxaHne TuTaHa ot
0,15 go 3,00 mac.% 1 npu 9TOM yKkasaHHOE coAepXaHne NOHMKEHO Ha BennymHy ot 50 go 75
Mac.% Mo CpaBHEHUIO C coaepkaHMeEM TUTaHa B KOMMNO3MLMK TBEPOOro NpokaTanusaropa 4o

Crpanuua: 29



170

15

20

25

30

35

40

45

50

yKa3aHHOW aKCTpakuum, n

RU 2280043 C2

n3srie4eHme Komnosnumm TBepAOro npokatanmsartopa.

9. Komnosnyusa teepaoro npokaranusaTtopa Ana UCrnonb30BaHUS B KaTanmnTn4eckom
Komnosuumn Tuna LUurnepa-Hatta ans nonnmepusaumm oneduHoB, nony4yeHHas cnocobom no

nodomy 13 nn.1-8.
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