c6¢€1602 N

0]

POCCUNCKOE AIEHTCTBO
Mo NATEHTAM M TOBAPHbIM 3HAKAM

(19)

(51) MK

RU"" 2091392

13)

C1
C 08 F 4/652, 110/00

(12 ONUCAHUE U3OBPETEHWA K NATEHTY POCCUACKOW ®EOEPALMA

{21), (22) 3adska: 5052863/04, 08.10.1992
{30) MpuopwmteT: 09.10.1991 IT MI 91A 002682

{46) Oara ny6nukaumm: 27.09.1997

(56) Ccbinkwn: Matent EMNB N 29623, kn. C 08 F 4/64,

1987.

(71) 3aaBuTens:

OHukemMm C.p.A_(IT)

(72) WzobpetaTtens: NyunaHo Nyunanu[IT],

Mapuo lNonecennol[lT], Peaepuko

Munanu[IT], PeHuo WHBepHuuum[IT], JxoBaHu

CoBepHHHU[IT]

(73) MateHToObNagaTenb:

3Hukem C.p A (IT)

(64) CNOCOB MNONYYEHWA KATAJIM3ATOPA MOJNMEPU3ALIMK AJNIB®A-OJIECUHOB, KATAJIM3ATOP W

CNocob MONYHEHWUA MOIMNONEPHHOB

(57) Pedpepar:

Cnoco® NpUroToBNeHWA katanuaatopa Ans
nonuMepuaaLm  onedMHOB,  COAepMallero
MarHWi, Xnop, anMUHWA W No KparHer mepe
OAMH MeTann, B AMCNEpPrMpoBaHHOW — WMnn
SMYNbIMPOBaHHOW opMe BHYTPU WMHEPTHOrO
pasbaBuTens, KOTOpLIA BKNOYAET
KOHTaKTUpOBaHWE B WHEPTHOM pa3basutene
Jvankuna MarHis v Tpuxnopuaa anioMuHus B
MOMAPHOM OTHOLLUEHWW, PABHOM WNK NOYTH
paBHOM 2/1, NpW TemnepaTtype HUXe, Yem
105 °C, ¢ nonydeHvem npepalecTBeHHMKa

KaTarvsatopa B CycneHaupoBaHHoW dhopme, Wnu

npr Temnepatype Beie, dem 105°C, ¢
nonyyeHvem npeflecTBeHHUKA KaTanvaatopa B

chopme KonnowaansHon 3MYECUM B
MCMNOBL30BAHHOM pasbaBuTtene "
KOHTaKTVPOBaHWE YKa3aHHOro

CYCNeHAVPOBaHHOIO WM 3MyNbIMPOBAHHOMO

npedWwecTBeHHUKA KkaTanusaropa Mo KpahHer
Mepe C OfHWM COSOWHEHWEM NepexofHoro
meTanna ¢ ofpasoBaHWeM karanusaropa B
thopme CyCneHaunm N SMYNECUM
cooTBeTCTBeHHO. 3 ¢. 1 6 3. N. h-Nnbl.

2091392 C1

RU



c6¢€1602 N

0]

RUSSIAN AGENCY
FOR PATENTS AND TRADEMARKS

(12 ABSTRACT OF INVENTION

(19)

RU"" 2091392

(51 Int. CI.6

13)

C1
C 08 F 4/652, 110/00

{21), (22) Application: 5052863/04, 08.10.1992
(30) Priority: 09.10.1991 IT MI 91A 002682

{48) Date of publication: 27.09.1997

(71) Applicant:
Ehnikem S.r.A. (IT)

(72) Inventor:  Luchiano Luchiani[lT],
Mario Polesello[IT], Federiko Milani[IT], Rentso
Invernitstsi[IT], Dzhovani Soverini[lT]

(73) Proprietor:
Ehnikem S.r.A. (IT)

(54) METHOD OF PREPARATION OF ALPHA-OLEFIN POLYMERIZATION CATALYST, CATALYST AND METHOD

OF POLYOLEFINS

{67) Abstract:

FIELD: chemistry of polymers. SUBSTANCE:
claimed method for preparing olefin
polymerization catalyst comprising
magnesium, chlorine, aluminium and at least

one transition metal in dispersed or
emulsified form within inert diluent. The
claimed method comprises contacting

magnesium dialkyl and aluminium trichloride
in inert solvent in about 2:1 molar ratio at

temperature lower than 105 C to obtain
catalyst precursor in suspended form, or at
temperature higher than 105 C to obtain
catalyst precursor in the form of colloided
emulsion in diluent and contacting said
suspended or emulsified catalyst precursor
at least with one transition metal compound
to form catalyst in suspension or emulsion
form, respectively. EFFECT:. more efficient
preparation method. 10 cl
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MNaobpeteHne ortHocutecs K cnocobBam
nonyYeHna katanusatcpa B popMe CycneH3uu
WK SMYTBCUAX ANS NonydeHns NonronedrHOR 1
KaTanMsaTopoB, MNpPUMEHAEMbIM B AAHHOM
npouecce.

B TexHuke YXKe U3BeCTHbl KaTanu3aTopbl TUHa
Liurnepa-HatTa, KoTopble ABMAOTCA akTUBHEIMM
B nonuMmepusauMM  o-onedrHoB,  0BbIMHO
obpazoBaHHbIE  NOCPEeACTBOM  KoMmBuHauun
MeTannoopraHM4ecKkoro coenHeHKua
3NEMEHTOR, NpWHaanexalwMx K rpynnam | no i,
N coedMHEeHWs MepexodHoro  MeTtanna,
npuHagnexawero K rpynnam IV go VI
Mepvognyeckon Tabnuubl (Boor Yr. Ziegler
Natta Catalysts and Polymerization.
Akademik, New York, 1979) OBbI4HO B kayecTBe
MeTannoopraHuYeckoro coenHeHus
WCNCNB3YOT  ankun anoMUHWA, B KavecTee
nepexogHoro  Metanna  ranoreHug  TuTana.
BO3MOXHOCTE CBHA3bIBAHWMA WA OCaXASHWUSA
ranoreHuga TUTaHa Ha TBepaLIHA %]
TPaHYNMPOBAHHLIA HOCUTENL TaKKe W3BEeCTHa
{(Karol F. Y. Catal. Rev. Sci. Erg. 26, 384,
557 595, 1984).

B 4acTHOCTM, M3BecTHa akTMBaLMA Xnopuda
MarH1s W ero UCMNons3cBaHWE B NPUrOTOBNEHUM
Karanu3aTopoB Ha OCHOBE COMel TuTaHa,
KOTOpble SBNAIOTCA  AKTUBHLIMKW - BbICOKO
aKTMBHBEIMM B NOMUMEpU3aLMM onedrHOB Kak
onucaHo, HanpuMep, B Germany N 2153520 (CA
77, 62505, 1972); Germany N 2638429 (CA, 83,
59870, 1972), Germany N 2638429 (CA 86,
140706, 1975); Belguem N 848427 (CA 87,
68838, 1977) n Gapan N 79118484 (CA 92,
59450, 1979).

HakoHeL, W3BECTHO NpUroToBneHue
KaTanuTUUeckMX KOMMOHEHTOR MNOCPencTBOM
06paboTkK TBepALIX NPOAYKTCB, NOMyYEeHHLIX U3
BesBogHoro xnopuaa MarHus,
ANEKTPOHO-ACHOPA U CoeAWHEeHWA TuTaHa (IV) ¢
NOMOUL  ranoreHngoB Gopa,  anoMuHKE,
rannus, WHAWA, Tannwsa, crioBa WM CypbMbl B
COCTOSHUM WX HAMBLICLLErO OKWCIMTENS, Kak
OonncaHo, Hanpumep, B EBPONeicKoi NateHTHOA
3asaBke, nyGrukauma N 29623.

B COOTBETCTBMMU c npegnaraemelM
n3obpeteHnem BbINO HAROEHO, YTO BO3MOXKHA
peakuWa Auankuga MarHus W Tpuxnopuga
ANMUHUA B MOMAPHCOM OTHOLIEHWK OKONo 2/1,
paboTag B WHEPTHOM pacTBopuTene, ¢
nonyyeHWem npeflecTBeHHUKA KaTanuMaaropa B
hOpMe  CYCreH3nn Wnu AMYINECHUN, B
3aBACUMOCTI OT TemMnepaTypbl peakuun.

Kpome toro, Gbino HahgeHo, uTo yKasaHHas
CyCrneHama  WnM  sMmynbcua  cnocobHa
pearnpoBaTtb ¢ OQHUM UMK Oonee coegHeHAMK
nepexogHblXx  mMatepuance, ¢€  MOnyYeHuem
KaTanM3aTopoB, KOTOPbIE SBMAAOTCA BLICOKO
8KTUBHbIMW B MONUMEPU3ALMN ONetUHOB.

B cocTBeTcTBUM C 3TMM NepBbIA  acnekTt
npeanaraeMoro  n3obpeTeHna OTHOCKMTCH K
cnocofy NPUrOTOBMNEHWA KaTtanuaatopa AnA
nonumepu3auuy  oneduMHOB,  coaepKallero
MarHuWi, xnop, anioMWHWA KU No kpaiHeld mepe
OOWH NepexodHBIR MeTann, NpuyeM YkasaHHGLIA
KaTanusaTop HaxoOWTcA B AMCNeprupoBaHHOMA
WKW SMYNbrMpOBaHHOK opMe B UHEpPTHOM
paszbaBuTene, KoTopblli BKMW4YaeT:

0] KOHTaKTUpOBaHUE B WHEPTHOM
pa3baB/Tene guankuna MarHus W Tpuxnopuaa
anwoMWHUSA B MOMNSAPHOM OTHOLLIEHWW, PaBHOM
WNK NCHTK paBHOM 2/1 NpW TeMnepaType HUXe,
Jem 105°C ¢ nonydyeHweM npeallecTBeHHUKA
KaTtanuzatopa B CYCrneHaMpoBaHHON dopmMe, Wnu

npv  TemnepaType Boblwe, 4em 105°C ¢
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O6pa3OBaHVIeM npefjlleCTBeHHUKa KatTanuvaatopa

B chopMe  KONNOWAANEHOW  3MynecuUK B
WCMoNb3OBaHHOM pasbaBuTerne;

{ii) KOHTaKTUpOBaHWe YKa33aHHOro
CYNeHaAMpPOBaHHOrO UMK SMYMLIUPOBAHHOIO

npedlecTBEHHNKA C NO KpadHel Mepe OaHUM
coeqMHEHWEM MNepexoAHoro  marepmwana G
obpaaoBaHWeM  kaTanusatcpa B dopme
CYyCneH3un nK 3mynbCAM, COOTBETCTBEHHO.

OuWankunel MarHWs, Kotopele MoryT 6biTb
WCNONL30BaHEl B cTagun (i) cnocoba, ecTb
coefMHeHus, KoTopele MOryT BeiTe onpedeneHsl
¢ nomouwblo hopMynsl Mg R' R", B KoTopor R'i
R", Te e camble WM pasfndHble, KakablA
HEe3aBUCUMO MpeACcTaBnaeT ankuneHylo rpynny,
NUHERHO MNK pa3BeTBRNeHHYID, codepxallyio 1
Ao 10 yrnepogHblX atomoB. CneynduHecknmMm
npuMepaMyu Auankuna MarHus aBnATCH:
OUSTUNMAarHUue, sTUNOYTUNMAarHUA,
ANTEeKCUNMAarHni, Oy TUNOKTUIIMarHui "
OVOKTUNMarHun. CooTBeTCTBYHLLNE
ranoreHWas!, HanpuMep Xnopyuasl, ankunmarHua
MOryT BbIThb TaKkke WCNonb30BaHbI.

MopxooawumKu pastaButTenami ong 3TCr
Leny SBNAKOTCH OpraHWyeckve pasbasuTen,
HMKnakve B ycnoBusax paboTbl M MHEPTHbIE MO
OTHOLIEHWK K pearsHTaMm AuWankuiMarHu U
Xnopuay anoMMHUA M MoryT ObiTb yaobHO
BbIOpaHbl M3 anudarnuecknx yrneBoAopCAoR W
CUIMMKOHOBLIX Macern.

B vactHoctM, ©Obino  HaAggHO,  udTO
NocpeacTBOM KOHTaKTUPOBAHWA OUANKANMarHus
W TpUxnopuvaa arnoMUHUA B UHEPTHOM
pasbaBvTene cpeacTBa A CHUKEHWA BA3KOCTU
npu Temnepatype PaBHOR UMK HUXKE, YeM OKoMno
105°C, M obbluHe Mexgy 70 W 100°C un B
TevyeHwe nepuoga okone 0,5 go okone 3 4, B
ctaguk (i) cnocoBa nonydawT  JQWUCNEpPCUIo,
CoAepKally XNopWL, MarHWsl, KOTOpbIA ecTb
TBEpOOEe W KpucTannuyeckoe BeWecTBO ¢
perynipHeIMKA YacTULAMKY, UMeIoWUMK JuamMeTp
B Npefenax OT HeCKONbKUX MUKPOH A0 1MM, B
3aBUCUMOCT OT KOHLEHTpALUMMA pearsHTos,
reoMeTpUyeckor opMbl peaKkTopa, BA3KOCTK
ancneprupyroller cpegbl U 6onee 0606LWeHHO
fluodynamics-cuctemsl.

Koroa KOHTaKTWpoBaHWe Mexay
avankMnMarHiemM u TpUXnopuvaom  anioMUHWS
BLIMOMNHAT NpW TemnepaTtype Bhille, 4YeMm
105°C, v obemMmHo or 110 go 150°C, n B
TeyeHWe nepwoga okono 05 go okono 3 M
nonyyaroT nonHoe n HeobpaTtumMoe n3MeHeHWe B
DU3NYECKOM COCTOSIHMM CMECH, KoTopas U3 Bce
fonee AWcnNeprupoBaHHCK cycneHanmn AocturaeT
rPaHULbl GOGTOAHWA SMYNECUW YpPEe3BbIYARHO
MeNKMX Kanens c MAKPOCKOMUHECKUMIA
pasmepaMn B UCNONb30BaHHOM pa36aBMTene.

YCTOWYMBOCTE 3TOW SMYNbCUKM HE 3aBWCKT
BocOlWe OT nepemMelluBaHWA  CUCTEMbI,
TemMnepaTtypbl, NpK1 KOTOpOI?I OHa BblaepxMBaeTCcA
(no kpaidHeid mepe Ao -20°C), U Kak JoNro oHa
BblepxnBaeTcAa neped WCNonb3oBaHUeM.

B cooTBETCTBUM C M30BpeTeHneM Jucnepcus
WM SMynNbCcUe, Takkum obpazcm NonydYeHHbIE,
WCMNONBL3YHTCH B KauecTBe NpeillecTBeHHUKa
ANA NPUroTOBMNEHWA KaTanua3aTopoB, KOTOpble
ABMAOTCH aKTUBHBEIMKM B MonMUMMepu3alum
onecuHoB.

Ona astold uenum B cragkk (i) cnocoBa,
ANCNEepCcUs UM SMynbCUa NPUBOAMTCSA B KOHTAKT
W peardpyeT ¢ NC KpalHeld mepe OOHUM
coefMHEeHWeM nepexodHoro metanna, obbiuHO
BblOpaHHOrO M3  ranoreHugos,  ocobeHHo
XNopnace, ankoKCMaoB, 0cobeHHOo
C»-C4 ankokcMaoB, W ranoreHankokcuaos,
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0coBeHHO XNOpPOANKoKCWAOB TUTaHa, LMPKOHUS,
racpHuA [ BaHagws. MpumepamMu
NpeaAncyTUTENLHEIX COSAWHEHWA AN STOW Lenu
SIBMAIOTCH TeTpaxnopus, TuTana, TeTpaxnopui
LUPKOHWA, TeTpaxnopua racdHUA KU OKCHUXNOPUG,
BaHaauA.

Peakuuio Mexay aucnpecueii nnu
SMynbcHeld W coeguHeHWeM  NepexogHoro
meTanna obbMHO BHIMOMHAKT C aTroMapHLBIM
OTHOLUEHWeM Mexay MarHuem W nepexodHblM
MeTannom, cObIMHO M3MEHSIOWWMCSH B Npedenax
or 30 1 gpo 0,5 1 ¥ NpednouTUTEnsLHO B
npegenax 20 1 25 1. KpoMe aTOro peakuuio
BbINOMHAT NpK 50 120°C, npenncYTUTENBHO B
npegenax 680 90°C, n B TeueHwe neproga 0,5 4
4, NPeanoYTUTENLHO B TeueHne 1 2 4. nony4yasn
KkaTanusatop B OWCNEpPrMpoBaHHCK  Wnu
SMyMbrMpoBaHHOW chopMe, B 3aBUCUMOCTA OT
TMMNA  WCMOMNB3OBAHHONC  MPeALllecTBeHHUKa.
TakMm 0Opa3oM, MNony-YeHHble KaKTanuaaTopkl
oBLIMHO  codepXaT  MarHWi, nepexcaHbli
MeTann, amnoMWHWA W XNop B aToMapHbIX
nponopumsax 4 25 1 10 50 40 - 150.

B cryvae JucneprupoBaHHOro
KaTanusaTtopa, TBepAoe BellecTBO MoXeT ObiTh
BblAeneHo 13 pasbaBuTens B KoHUe ctagu (ii).
OpgHako B nNpegnouTUTensHoM  crnocobe
KaTanuTuYeckne — AWCNEepcUA KM 3MYMbCUK
WCNCNB3YHOTCH HenocpeACTBeHHC B cnocobe
nonuMepuaalmny, roe OHK NMeloT
npeumyLLecTea, BO3HKWKatoLWe na WX
HUINYECKOR popmMel, KoTopas naet
BO3MOXHOCTb NOJaBaTb WX C  MOMOLUbHD
HKUOKOCTHbIX HAacoCoB, cliegoBaTesibHO, ynpowad
3aBoackoe obopydcBaHWe.

Korga Ttpebyerca kaTanuaartop, KOTOPbIA
aKTMBeH B cTepeocneudrnHecKon
nonvMepuaalin ansda-oneduHoB, cragua (i)
cnocoba  BhIMOMHAETCH B NPUCYTCTBUM
OCHOBaHWA  Jlblouca (MMM  BHYTPEHHero
3NeKTPOHHOro AoHopa). 310 ocHoBaHue Jlbonca
MOXKeT ©ObiTb BbIBpPaHO W3 NPOCTbIX 3PUpPOB,
aMUHOB, CNOXHBIX 3DUPOB, ANKOronsAToB,
CUMaHOBbIX coequHEeHWH, KaTOHOB "
chocchopamMmnios.

Katanuwaatopbl npegnaragmoro naobpeTteHus
NCNCNb3YOTCA B cnocobax ans
{co)nonuMepu3almnm aneda-onedguHes B
codeTaHMX C  COKaTanM3atcpoM,  OBbMHO
BbIOpaHHEIM M3  TPWanKWNOB anoMUHUAS K
ranoreHMaoR (ocoBeHHo XNopuaoB)
ankvanioMuHug, copgepxalumx 1 6 yrnepogHbix
aTOMOB B afnkuMneHOW 4YacTtu. Cpefn  HMX
NpeanCcyTUTENLHEIMU  ABMATCA  TPMAanKunbl
anioMyHUSA, Kak HanpuMep, TPUSTUNamntoMUHUIA,
TPHUOYTUNANMOMUHWA, TPUUIOOYTUNAMIOMUHUA 1K
TPUrekcUnanioMVHUA.  AToMapHOe OTHOLLeHWe
Mexady anwoMuvHuem (B co-katanwusartope) W
TUTAHOM (B KaTanuaatcpe) obblMHO MaMeHAeTcA
B npegenax or 05 1 po 1000 1 n
npegeaputensHo ot 50 1 go 200 1. B cnydae
cTepeocnednryeckon nonmMepusagmmn
ansga-oneguHoB, co-Karanuaarop MoxeT ObiTb
CBSi3aH B KOMMMEKC G SNEKTPOHHO ACHOPHBIM
coefMHEeHWeM,  Hanpumep  ankocCHUCUNaHOM,
noAoGHO AMMeToKkcUandeHNcunaHy.

B 3aBWCMMOCTM OT KOHKPEeTHOro COcTaga,
KaTanuaaTopbl HacToAWero u3obpeteHna MoryT
BbITh UCNONb3OBaHbI B NpoU3BoACTBE
nonumMepoB " COnonMMepoB 3TUNeHa,
nponuneHa, ©OyteHa-1,4-meTyvn-1-neHTeHa W
rekceHa-1, B cnoco®ax, BLINONHEHHBIX B
CYCneHann B WHepTHOM pa3baeBuTene, B
pacTeope, unn B cnocobax, BeIMCMHEHHLIX Npr
BbICOKORW TemnepaTtype W JaBNeHUM B TpyGuaTom
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WM pesepByapoM peakTopax.

Mpmep 1. MpurotoBneHne
npedllecTBeHHUKA KaTanusaTopa.

216 mn 20 mac. pacTeopa BYTUNOKTWNIMarHWs
B H-rentaHe, 200 mn 6e3BoAHOro H-rentaHa M
50 1 Tpuxnopuaa anloMUHWUA 3arpyxalnTt npu
KOMHAaTHOW  Temnepatype B peakiop G
nepemeLwiveaHnem obvemom 1,000 mn.

MepemMellnBaESMyO CYCNEH3UIQ MNOCTENEeHHO
HarpeBaloT B TedeHwe okono 1 4 mo 90° u
OCTaBNAIOT NPU STOR TeMnepatype B TeveHne 1
Y. B cycrneHaum HabnwgawTca
MOPOMNOrMHECKUE WU3MEHEHWHA C NOABMEHWEM
ceporo TBEPOOro KpUCTarnMYecKoro BellecTea.
CycneHano oxnaxgawT 0o KOMHAaTHOM
TeMnepartypbl, W TBepaoe BeWeCcTBRO Mochne
MOBTOPHOrO  MNPOMBLIBAHMA € MOMOLLEID
6e3BOJHOrC H-renTaHa WMeeT  cnelylowmi
aHanua: Mg 24 5 mac. CL 70,2 mac.

OTO TBepdoe BelLecTBO, KOTOPOe COCTOUT K3
Xnopuga marHs B hopMe  TBepdblX WU
PerynapHbIX  MUKPOKPUCTANNOB €O  CPeOHWM
AuameTpom 10 mM, NCNonbayeTca B CYCNeH3uW B
H-rentaHe 4na NPUroTOBNEHUS KatanvsaTopa B
crnegyowmnx npuMepax.

Mpumep 2. MNpuroToBNeHWe KaTanusaTopa.

100 MmN cyCneHaum B H-rentaHe, nosnyYeHHOR
B Npuvmepe 1, codepxawern 4,5 r TBepgoro
BellecTBa, nNoMelwawT B kondy Ha 250 wmn,
CHabXeHHYI0 MexaHUYecKOW mewankod. 50 r
TeTpaxnopuga TUtaHa 4oGaBnaloT No Kanmam B
KONBy Npw KOMHATHOW Temnepatype. CyCneHauo
nocTeneHHo HarpesaoT Ao 90°C B TedeHne 0.5
Y4 W BbIOSPXKMBAKOT NPKM 3STORM TemnepaType B
TeyeHWe cneayLnx 2 .

Teepgoe BelWecTBO, MNOMYyYeHHOE U3 STOW
obpaboTkm HEOOHOKPATHO npoMbIBaoT
H-renTaHcoM npy 90°C, o TexX nop noka TUTaH
MOMHOCTEK  HE  WCYE3HeT W3 NPOMbIBHON
HMNAKOCTK.

BellecTBo oxnaxgaeTcd OO0 KOMHATHOM
TeMneparypbl, W  NonyvaeTcs  TBepdoe
BELLeCTBO, UMelolee crnedylowmni aHanua: Ti 1,3
mac. Mg 22,7 mac. Cl 68,4 Mac.

Mpumep 3. lNpuroToBneHWe KaTanwsaTopa.

100 MM CYCNeH3uK B H-rentaHe, NonyyeHHuIR
B npumepe 1, codepxawunin 4.5 r TRepaoro
BellecTBa, nomMewawT B kondy Ha 200 wmn,
cHabXeHHYI0 MexaHWdeckod melwankod. 08 r
TeTpaxnopuga turaHa aobaenawT B konby no
Kannsam  Npr KOMHartHOW  Temneparype.
CycrneH3unio nocteneHHo HarpesatoT fo 60°C B
TedeHre 0,5 4 WU BbIOSPXKUBAKOT MNpWU  STOW
TeMnepaTtype B Te4eHUe Crneayolmnx 2 Y.

Ha sTo ctaguK obpaTtHbIA XONogUNbHWK
3aMEHAT  PeKTUDPUKALWOHHOR KOMOHHOA W
Temneparypa nogdepKMBaeTCA NOCTOAHHOW 40
TeX Mop, Noka H-rekcaH He ©GydeT yganed
NoMHOCTLIO, credoBaTentHo nenyyas Ccyxch
Karanua3atop, UMeloWw A cnegyowni aHanua: Ti
2,9 mac. Mg 15,4 mac. Cl 51,5 mac.

Mpumep 4. ToONMMepPN3aLoHHbIA ONbIT.

Cregyowne NpogykTol 3arpy:akT, B STOM
nopsake, B NepemelluBaseMbli  peakTop
obbemom 5 n: 1,900 mn 6e3BogHOro H-rekcaHa,
0,5 r  TpusTMnanioMuHUA B KadecTee
co-katanuaatopa WM 0,07 r KaTanuvaartopa,
NPUroTOBMNEHHOIC B MNpumepe 2. ATOMapHoe
OTHOLIEeHWe MeRay antoMUHHUEM B
co-katanuaatope W TUTAHOM B kaTanusartope
TakMm obpascm pasHo 200/1. PeakTop AoBOAAT
no 85 °C, foomoasT AaBneHWe B peakTtope
BOOOPOACM BNNOTH A0 5 aTM. U 3ateM NogakT
aTMNeH [0 JaeneHMs Bhnote o 9 arm
(MONApHOE OTHOLWEeHWe BOJOPOL/STUNEH PaABHO
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1/1). [HaBnenne nogaepKuBawT B TeueHue

creayloWmx 2 4 NocpeacTBOM Modaqn sTuneHa.
B koHue sTOro nepuoga nonumepusaums

npepblBaeTCH NOCPeAcTBOM 3arpy3ks 20 mn 10

Mac. CNUPTOBOIO pacTBopa WoHona
(2,6-An-TpeT-OyTUN-Napa-kpesona) B peakTop.
480 I nonwatineHa nonyvawTt ¢

NPOM3BOOUTENBHOCTED 6,4 Kr, BbIpaXeHHOW Kak
Kr nonuaTuneHa Ha rpaMMm  katanuaarcpa, W
BbIXOOOM 491 KM, BhbIPAXEHHbIM KAk  Kr
NOMNWaTUNEHa Ha rpamMm TUTaHa B KaTanusaTope.

MonydYeHHbIA NonuMmep KMMeeT cnegyloliue
XaPAKTEPUCTNKK:

WMHpekc Pacnnaea (190°C; 2,16 kr) 2,8
r/10' ASTM [01238);

WHaekc Pacnnaesa (180°C; 21,6 k) 85,7
10" (ASTM 01238);

MHAaeke Pacnnaea
Pacnnasa 216 30,6;

MnoTHocTb Npu 23 °C 0,963 (ASTM [1505);

CpegHuin gnameTp 180 m m,

ASTM  AMepukaHckoe  obuwecTtBe no
WCNBITaHUD MaTtepuanos (NprM. NepeBoavnKa).

Mpumep 5. MonMMepusauMoHHBIA ONbIT.

McnonbayloT ToT e camblid cnocod, KoTophId
onucaH B npuMmepe 4, wuenonebaya 1,0 r
TPUATUNANMKOMUHUA B KaYecTBe Co-kaTanuaaropa
n 0,21 r kartanuaaTtopa, NPWUICTOBNEHHOMO B
npumepe 3. ATOMapHOE COTHOLWEHWe Mexay
anMUHUEM B co-kaTanusatope W TUTaHCOM B
katanuaatope TakMMm obpasom pasHo 100/1.
1,224 r NonuaTUNeHa nonyyatot o
NPOM3BOONTENBHOCTEK 5,8 KI, BbIPaXKEHHOR Kak
Kr nonuaTuneHa Ha rpaMmm  karanusartopa, W
BbIXOAOM 416 K, BblpaXeHHOM  KkaK K
NonuWaTUNeHa Ha rpamm TUTaHa B kaTanusaTope.

MonyyeHHbIA nonuMmep WMeeT crnegylowune
XapakTepucTrKN:

WMHaeke Pacnnaesa (190°C; 216 k) 2.2
r/10ASTM [01238);

WMHpoekc Pacnnasa (190°C; 21,6 wr) 69,6
r/10ASTM 01238),

MHaeke Pacnnaea 216/
Pacnnaea 216 31,6;

MnoTHocTe npw 23°C 0,961 (ASTM [1505)

CpepHuid auameTp 310 m M.

Mpumep 6. MpurotoBneHne
npedllecTBeHHWKA KaTanusatopa B 3MyNbCHA
108 mn 20 mac. pacteBopa GyTUNOKTUNMAarH1A B
H-rentaHe 1 150 mn ISOPAR L (kommepueckuii
npoaykr, cmecs  Cq10Cq4  M30OnapaduHoB)
3arpyxaloT MpW  KOMHATHOW TemnepaType B
nepeMelLnMBaeMulii  peaktop Ha 500  mn.
MonyyeHHbIA pacTBop HarpeeawT Ao 98°C wu
H-renTaH NoNHOCTbHO OTFOHAKT.

[locne  oxnawgeHWa AC  KOMHaTHOW
TeMnepatypbl 25 r Tpuxnopuga ankMuHWA
JoGaBnAlT, W NepeMellMBacsMylo CYCneH3uo
NoCTEeNeHHO HarpeBaT B TeYeHWe okono 1 4 4o
125°C. Ha oaTOW cTagMu npu  SHEPTUHHOM
nepeMelLmBaHn  HabnogawT W3MEeHeHVe B
dUIMYECKOM COCTOSHUK ¢ oOpasoBaHWeM
CBETNC-CEePO 3MYNBCAN, COBEPLUEHHO
YCTORYMBOM B TeYeHWe nepuoaa BpemeHu.

Mpumep 7. MNpuUroToBNeHWe Karanusaropa.

300 mMn sMynbCcuW, MNPUroTOBNEHHOW B
npumepe 6, codepxawed 0,085 mMonk marHug,
nomewalor B kondy Ha 500 mn, cHabxeHHylo
MexaHudeckol melwwankol. 1,0 mn TeTpaxnopuaa
TWTaHa pobaenawT B KONy npW KOMHAaTHOMR
Temneparype (aTtomapHoe oTHoweHwe Mg/Ti
10/1). KonBy nocreneHHo HarpesawT Ao 60°C B
TedeHre 0,5 4 M BbIJePKMBAOT MNpWU  STOW

21.6/VIHOEKC
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TEMNepaType B TedeHUe cneayiollunx 2 4.

B kcHUe asTorc nepuopa Kondy oxnawaatoT
[0 KOMHATHOA TemnepaTypbl W Nomy-awT
roneToByl0  SMYNbCWMIO, COAEPXKaLlylo, B
atoMapHsIx nponopuunsax: Mg (8,8); Ti (1), Al
(16,0); ClI (50,8).

Mpumep 8. MNonMMepnaauMoHHbIR ONbIT.

Crefyolpre NpoayKTbl 3arpyXakwT, B 3TOM
nopsiake, B nepemellvMBaeMblid peaktop Ha 5
1,900 mn 6eaBogHoOro H-rekcaHa, 05 r
TPUATUNANKOMUHKUA B KAUECTBE CO-KaTanuaaropa
n 1,5 mn sMmynbcuK, NoOny-YeHHoOR 8 npumepe 7,
codepxawen 0,04 Monbe TUTaHa. ATOMapHoe
OTHOLLEHWE Mexay antoMuHUEM B
co-katanuaatope W TUTaHOM B CYCNeH3un Takum
obpazom pasHo 100/1. Peaktop goBogdar Ao
85 °C, [OOBOAAT [ABneHWe B peakTope
BOAOPOACM BMNOThE A0 5 aTM U 3TUNeH nogakT
BNNOTE A0 9 aTm (MonsipHoe OTHOLUeHKne
BOOOPOL/3TUNEH paHo  1/1). HaeneHue
NOAASPKMBAIOT B TedYeHue cneylolmx 2 u,
nopaaBas 3TUMEH.

Monyvawt 135 r NonuWaTUnNeHa ¢ BLIXOAOM
70,3 Kr, BbIpaXeHHBIM Kak Kr NnonuvstuneHa Ha
rpamm TUTaHa B SMYIbCHN.

Mony4yeHHBIA nonuMmep umeeT cregylouve
XapaKTePUCTUNKAL

WHpoeke Pacnnaea (190°C; 216 «kr) 1.4
r/10' (ASTM 01238);

WHoeke Pacnnaea (190°C; 21,6 kr) 357
r/10' (ASTM 01238);

WHoeke Pacnnaea 216
Pacnnaea 21 25,5;

MnoTHoeTb npu 23°C 0,962 (ASTM [1505);

CpegHuid auameTp 800 mm

MNpumep 9. [poby KaTanuTu4ecKomn
SMYNbCUKM,  MNOMyYeHHOW B NpuMepe 7,
WMCNOMB3YKT B ONBITE NO  CONOMUMepU3aLlmnn
3TUNeH/OyTeH nNpW  BEICOKCM  [ABMEeHWM B
pe3epByapHoOM peakrope, CNoNb3ys
TPUITUNANMNOMVHUIA B KaYecTBe co-katanusaropa,
C aToMapHbIM cooTHOLWEeHWeM ALTI 10/1.

YcnoBwa oneita cnegyowme:

Temnepatypa. 150°C;

obuwee gasneHne: 1,200 Gap;

BpeMsa HaxowgeHus: 50 ¢;

MOMapHOe oTHoweHWe aTuneH/OyTten-1: 1/1.

[MonyyatwT Bbixod 156, BhIPAMESHHLIA Kak Kr
cononumMepa Ha rpamm TUTaHa W MonyYeHHbIA
COMONUMEp WMeeT CregvioLlme XapakTepucTUKM:

WHpoeke Pacnnaea (190°C; 216 «kr) 3.0
r/10' (ASTM [01238),

MnoTHocTb Apu 23°C 0,930 (ASTM [1505).

Mpumep 10. MNpuroTorneHKMe katanusaTopa.

300 MN SMyNBCWUKW, MPUIOTORNEHHOW, Kak
onucaHo B npumepe B8, n copepxaweir 0,19
MONb MarHWsa, noMewatwt B kKonby Ha 500 mmn,
CHabXeHHY D MexXaHU4YeCcKor Melankor. 0,25 mn
TeTpaxnopunga TutaHa pobaenawoT B konby,
onepupyd MNpyu  KOMHATHOW  TemnepaType
(aTomMapHoe oTHoweHWe Mg/Ti 20/1). Konby
NocTeneHHe HarpeeawT Ao 60°C B TeveHune 0,5
Y4 W BLIOSPXKMBAKT NPW STOW TemnepaType B
TeueHne 1 4.

B koHue sTOro nepuvoga ee oxnaxgawT Ao
KOMHaTHOMR TemnepaTtyphl " nony-arT
(DHUONETOBYHD  SMYMbLCKIO,  COdepXalyw B
aTtoMapHbelX nponcpunax: Mg (21,8); Ti (1), Al
(44 .8); Cl (134 ,2).

Mpumep 11. MNpUroToBMNeHWe KatanuaaTopa.

300 Mn SMynbCUK, NPWUIOTOBMNEHHOW, KaK
onucaHo B npumepe 6, M copepxaweir 0,19
MOMb MarHwa, noMewlardtT B kondy Ha 500 mn,
CHabXeHHY0 MexaHu-ecKod Mewwankoi. 0,45 mn

MHaeke
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TeTpaxnopuga tutaHa 1 0,41 mn okcwxrnopuaa
BaHagua (V OCI 3) pobaensawr B Konoby,
onepupyd MNpu  KOMHATHOW  TemnepaType
{aTomapHoe oTHoweHKne Ti/ V 11 1 Mg/ (Ti +
V) 5/1). KonBy nocreneHHo HarpealoT ao 60 °C
B TedeHne 0.5 4 W BblAepMMBaAKOT NpW STOR
TemnepaTtype B TedeHue 1 4.

B KOHUe a8TOro nepuofa ee OXNax4awT Ao
KOMHaTHOMR TemnepaTtyphl " nony-arT
TEMHO-PUONETOBYIO 3MYMbLCWUIO, COAepXaLlylo B
aTtoMapHbIX npornopuwax: Mg (9,8); Ti (1), V
{1); Al (27,8): CI (83,0).

Mpumep 12. NonvMepraaLnoHHBIR ONbIT.

Cnefywle NpoayKTbl 3arpyxawT, B 3TOM
nopsgke, B NepemellnBaembld  peakTop
obbemom 5 n: 1,900 mn 6e3pogHoro H-rekcaHa,
0,25 r  TpuMaTMNAniOMWHWA B KadecTee
co-katanuaatcpa WM 2,0  MN SMyNbCHM,
nonydveHHor B npumepe 10, cogepxawen 0,02
MONb TWUTaHa. ATOMAPHOE OTHOLUEHWE Mexay
anoMUHKWEM B co-kaTanusatope W TUTaAHOM B
cycrneHsuy, Takum obpasom, pasHo 100/1.
PeakTop A0BoadaT Ao 85°C, AoBOAAT AABMNEHWE B
peakTope BOJOPOACM BNMOTL A0 5 aTM U 3TUNeH
3ateM nofdarwT 40 8 atMm (MONApHOe OTHOLWEHWe
Bogopod/atuneH  paBHo  1/1).  [aBneHwne
nogdepKuMeaoT B TeueHue crnegylownx 2 u,
nogagas sTUNeH.

206 1 aTuneHa nonyudawT ¢ BbIXOAoM 2264
Kr, BbIPaXKEHHBLIM KaK KMMorpamm nonuatuneHa
Ha rpamm TUTaHa B 3MYIbCHU.

MonyyeHHbId nonuMep WMeeT crnegyowune
XapaKkTepUCTUKK:

WHaekc Pacnnaea (180°C; 216 «kr) 1,96
r/10' (ASTM 01238),

WHpekc Pacnnaesa (190°C; 21,6 ) 659
/10" (ASTM [01238);

Wraeke Pacnnaga g !
Pacnnasa 21 33,6;

MnoTHocTe Npu 23°C 0,963 (ASTM [41505).

Mpumep 13. NonvMepuaaLnoHHBIA ONbIT.

Cnegyole NpodyKTel 3arpy:KawT B 3TOM
nopsigke B NepemelliBaeMblid peakTop 06beMoM
5 n 1,900 mn 6e3pogHoro H-rekcaHa, 05 r
TPUSTMNANIOMUHASA B KA4ecTBe co-kaTanusartopa
1 1,2 MN 3MYNLCKK, NonyYeHHeR B npkuMepe 11,
cogepxawerd 0,04 mone TuTaHa. ATomMapHoe
OTHOLLEHWe MEK Y antoMUHUEM B
CO-KaTanuaatope U TUTaHOM B CYCMNEH3UU, TakuMm
obpa3zom, pasHo 100/1. Peakrop goBogdar Ao
85 °C, [oBOAAT [JaBfeHWe B peakiope C
MOMOLLEI0 BOOOPOAA BMNOTE A0 S aTm M 3aTeM
nogalT sTUNeH Ao 9 aTM (MOMNSpHOe OTHOLUeHNe
Bogopod/atuneH  paBHo  1/1).  [aBneHwne
NOAASpKMBAIOT B TeUsHMe cnedylowmx 2 u
nocpeAcTBOM MofAauy sTUneHa.

263 I NONWaTWIEHa NONyYawT C BbIXOOOM
130,8 Kr, BblpaXeHHLIM Kak KI NonuaTuneHa Ha
rpamMm TUTaHa B SMYMbCHM.

MonydyeHHLIA NonuMep KWMeeT cnegylolue
XapaKTepUCTUKK:

WMHaekc Pacnpmasa (190°C; 2,16 «r) 0,64
10" (ASTM 01238);

WHpekc Pacnnaea {(190°C; 21,6 ) 228
r10' (ASTM 01238);

NHaeke Pacnnaga
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Pacnnaea 5 14 35,6,
MnoTHocTe npy 23°C 0,961 (ASTM [1505).

Cbopmyna I/I306peTeHI/IFI:

1. Cnoco® nonydYeHws karanusaTtopa
nonuMepusagun ansga-onedmnHos
B3aMMOLEWACTBMEM  COSOWHEHWA  MarHug,
Xnopwuaa anoMUHAA KM COedWHEHWS TUTaHa ¢
nonyyeHemM npogykra B BWAE CYCMNEH3UW WNK
SMYNbCUN B WHEPTHOM pasbaBuTene,
OTNMYaoWMACA TeM, 4TO OCYLLEeCTBNSAIT
B3aMModeWcTeMe Ou-Cq - C10-aJ'IKV|J'IMaI'HMF| "

xnopuaa anoMHHWA B cpefe  WHepTHOro
pasbaBuTensd npv MOMNbHOM OTHOLWEHUM 2 1
COOTBETCTBEHHO, NpK 70 105°C ¢ nonydyeHuem
cycneHanyn unn npy 105 150°C ¢ nonydveHuem
npcaykta B BUAe KOMMOWAHOW 3MynbCUM B
WHepTHOM  pasbaBuTene ¢ nocregytower
06palboTKOW NONYYEHHOrO CYCNeHaUpPOBAaHHOMO
nnm 3MyMbrMPOBAHHOTO npoaykra
4eThIPeXXMOPUCTEIM  TUTAHOM  MPU  ATOMHOM
COOTHOLLEeHUN MarHWid Tutad ot 0,51 go 30,0 1,
Temnepatype 50 120°C B TeueHne 0,5 4,0 4.

2. Cnocob no n. 1, oTnn4aloLWMWiAca TemM, 1UTo
B Ka4vyectBe NMHepTHOro paaGaBMTenﬂ WCNoNb3vioT

anucarnyeckne yrnesodopoasl unu
CUINKOHOBLIE Macna.
3. Karanuaatop nonumepuaaL i

anbtha-oneduHoB, npeacTaBnawolwni  coboid
NPCAYKT B3aUMOOEHACTBUA COSOMHEHWA MarHua,
xrnopuga anoMUHUA U coefuHeHUs TWTaHa B
BUOE CYCMNEH3NXM UMW SMYNLCUM B UHERTHOM
pasbaBuTene, oTnMyaloWWACA TeMm, uYTO CH
BKIMKOYAET MarHWi, TUTaH, anloMUHWA K XNop B
artoMHOM cooTHoWeHnn (4 25) 1 (10 50) (40
150) COOTBETCTBEHHO W NonydeH cnocobom no n.
1.

4. KaranusaTtop no n. 3, OTNM4aikoLWLMica Tem,
YTO OH NoMy4eH crnocobom no n. 2.

5. Cnoco6 nonydeHWs nonuvoneduHoB

nonuMepu3alLnei anba-onednHoB B
NPUCYTCTBUKW coKaTanuaaTopa, BblibpaHHOro 13
rpynnsl, BKIKOMALOLLER TpU-C1q -
C g-anknnanioMmHuiA 1

C4 Cg-ankMnantoMuHWAXIopua, "
kaTanusatcpa, nNpeAcTaensawwero  coboi

NPCAYKT B3aUMOOSHACTBUA COSAUHEHWA MarHus,
Xnopuaa anwMWHAA M COSOWHEHWMA TWTaHa B
BMOE CYCMNEH3MM WNN SMYNLCMM B UHEDRTHOM
pa3sbagiTeneM MpW MOMEBEHOM COOTHOLIEHWK
cokatanusaTop Katanuaatop (B nepecdete Ha
TutaH) ot 0,5 1 oo 1000 1, oTnuyalowmincs Tem,
4TO B Ka4yeCTBE KaTanuaatopa WCNonoLaykT
KaTanvzaTop nonvmMepuzaLun no n. 3.

8. Cnoco® no n. 5, oTnnyalowmics Tem, YTo
B KavecTee KatanuaaTopa WNCNONb3y KT
KaTanvzaTop nonvmMepuaalum no n. 4.

7. Cnocob no n. 5, oTnUyaoWMAc Tem, YTo
B Ka4yeCcTBe CcoKaranuaaTopa  MCMonb3ykT
TPUITWN-,  TpWBYTUM-,  TpUM3cByTuUn- UK
TPUreKCUnantoMUHWA.

8. Cnocob no nn. 51 7, oTNM4aloWmiACa TeM,
4YTO  WCMOMNB3YIOT  cOoKaTanMsartcp B Bude
KOMMMeKea ¢ SNeKTPOHOAOHOPOM.

9. Cnocob no n. 8, oTnnyawLWWiACa TeM, YTO
WCNONb3YIOT coKkaTan1aaTop B BUAe KOMNMNeKsa ¢
anKoKCACUNAHOM.
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