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Hacrosimee 306 peTeHre OTHOCUTCS K aAyKTaM
IUXJIOPHI MarHus - CIHUPT, COJCPIKALIUM
OIpeJeTICHHbIE KOJIMYECTBA UIMHHOLCTIOUSUHBIX
amnpaTHIECKUX KapOOHOBBIX KUCIOT WIIM UX COJIeH
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pa3Mep YacTHLl WK Y3KOe paclipeliesIeHr e YacTHLL
o pasmepy. TBepasie anaykThl cogepxkat: MgCl,,

coupt ROH, B xotopom R mpencrasimser Ci-Cy
YIJIEBOAOPOAHYIO TpPYIIy, NPUCYTCTBYIOIIYIO B
MoJibHOM cooTHoteHu ¢ MgCl, B unTepBase ot 0,5
no 5; amupaTHIecKyl0 KapOOHOBYIO KHCIIOTY,
MMEIOIYIO OT 8 10 22 yriIepoAHbIX aTOMOB, WM €€
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COJIb MeTajula, NMPHUCYTCTBYIOLIYIO B KOJIMYECTBE
MeHee 15% mac. Mo OTHOIIEHWIO K 00Ied macce
ammykTa. Criocod moirydeHus aqayKTOB COIEPKHUT:
koHTakTupoBanue MgCl,, cnupra ROH wu

anudaTIecKol KapOOHOBOW KUCIOTHI B KOJIMYECTBE
MeHee 15% mac. Mo OTHOILIEHHWIO K 00Iel macce
MgCl, n1 ROH u yka3aHHOW KHCIIOTBI WJIH COJIU;

HarpeBaHUE CUCTEMBI IIPU TaKO# TeMmepaType, 4To
MoJIy4yaroT XUIKyo ¢asy, coaepxaniyio MgCl,,
CIIMPT M YKa3aHHYIO KUCIOTY WJIM COJIb MeTajula;
SMYJIBLIMPOBAHNE YKA3aHHOM KUIKOMU (has3hl B KUIKON
cpene, KoTopas sIBJISIeTCS HECMELMBAIOLIEICS C Hel;
OBICTpOE OXJIAXKIEHHUE ITOJTYYSeHHOW TaKUM 00pa3oM

Crp.: 2

SMYJIBCUM NPH KOHTAKTUPOBAHHW €€ C WHEPTHOM
OXJIAXKAAIONIE JKWAKOCTBIO C IIOJIYYCHHEM B
pe3yJIbTaTe 3aTBEpACBaHUS IMYIIbTUPOBAHHOM a3kl
B hopMe cheprueckux yactui. MI300peTeHne TakxKe
OTHOCHUTCSI K KATAJIUTUYECKUM KOMITOHEHTAM IS
MoJIMMEpH3alui  0JIe(PUHOB, KOTOpPBIE TMOJYYarOT
B3aMMOJEUCTBUEM  aIAYKTOB C COEIMHEHHUEM
[IEPEXOHOr0 MeTajula OofgHod w3 rpymn IV-VI
MIEPUOTUYECKOM CHCTEMBI 3JIEMEHTOB, K
KaTaaM3aTopy s MOJIMMEpU3aliiy aib(a-oiieuHoB
U K crnoco0y monmuMepu3anvi. TexXHUYeCKHit
pe3yibTaT - y3KOe paclpeiesieHue 4YacTHl 10
pa3Mepy yKa3aHHBIX aJIyKTOB U MPOCTOM CHOCOO
WX noay4enus. 5 1. u 10 3.11. ¢-7b1, 3 Tabm1., 20 1Op.
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(57) Abstract:

FIELD: chemistry.

SUBSTANCE: adducts of the claimed invention,
in particular, used as precursors in obtaining catalytic
components for the polymerisation of olefins, which
have the reduced size of particles and/or narrow
distribution of particles by the size. The solid adducts
contain: MgCl,, ROH alcohol, in which R represents a

C,-C, o hydrocarbon group, present in a molar ratio with
MgCl, in the interval from 0.5 to 5, aliphatic carboxylic

acid, which has from 8 to 22 carbon atoms, or its metal
salt, present in the quantity of less than 15 wt % with
respect to the total adduct weight. The method for
obtaining the adducts includes: contact of MgCl,, ROH

alcohol and aliphatic carboxylic acid in the quantity of
less than 15 wt % with respect to the total weight of
MgCl, and ROH and the said acid or salt; heating the

system at such temperature that a liquid phase is

Crp.: 3

obtained , which contains MgCl,, alcohol and the said

acid or metal salt; emulsification of the said liquid phase
in a liquid medium, which is non-mixable with it; fast
cooling of thus obtained emulsion when it contacts with
an inert cooling liquid with obtaining an emulsified
phase in the form of spherical particles as a result of
hardening. The invention also relates to catalytic
components for the polymerisation of the olefins, which
are obtained by the interaction of the adducts with the
compound of the transition metal of one of groups I'V-
VI of the periodic system of elements, to the catalyst
for the polymerisation of alpha-olefins and to a method
for polymerisation.

EFFECT: narrow distribution of particles by the
size of the said adducts and simple method of obtaining
thereof.
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Hacrosiee n3obpereHre OTHOCUTCS K aJITyKTaM AUXJIOPU] MATHUS - CIUPT, COACPIKAIIUM
oTpe/ieJIeHHbIE KOJMYECTBA JUIMHHONETTOYSUHBIX aTu(paTHUECKUX KapOOHOBBIX KUCIIOT WU
UX COJIeW METAJIJIOB. AJUTYKThl HACTOSIIETO U300pETEHHsI, B YACTHOCTH, UCTIONIb3YIOTCS KaK
MIPEALIECTBEHHMKH B IIOJIyYEHUHA KATAIIMTUUECKUX KOMIIOHEHTOB I ITOJIMMEPU3aLiU
071e(PMHOB, UMEIOITMX YMEHBIIIEHHBIN pa3Mep YaCTHUI| U/UJIH y3KOe pacipeielieHue YaCTHIL ITO
pasMmepy.

Hcnonp30Banue KaTalIn3aTopoOB MOJIMMEPU3ALUU, UMEIOIIMX YMEHBIIICHHBIN pa3Mep
YaCTHIl, BcE B OOJIBIIEH CTENEHU TPeOYEeTCsl B HEKOTOPBIX TEXHOJIOTHUSIX MMOJIMMEPU3allvu, B
YACTHOCTH B CYCIIEH3UOHHOW MOJIMMepU3auuu. JJeiCTBUTENBHO, IIPU TPAHCIIOPTUPOBAHUA
TBEP/IbIX YACTUL] B IIOTOKE KUIAKOCTHU, HAIIPUMEDP B BEPTUKAIILHOM HAIIPABIICHUH,
3¢ (HEeKTUBHOCTH TPAHCIIOPTUPOBAHUS 3ABUCUT OT CBOUCTB KUIKOCTH U TBEPIOM YACTHIIBI.
ITpu paccmoTperny chepruuecKoii YaCTHIIbl, TPAHCIIOPTUPYEMOM B TOTOKE KUIKOCTH, TEKYIIEH
BBEPX, PA3HOCTb B CKOPOCTU MEXKAY KUAKOCTHIO U TBEPJION YACTULIEN («CKOJIbKEHUE-
CKOPOCTb») B JIAHHOM CJIy4Yae paBHA TAK HA3bIBAEMOU «KOHEUHOM CKOPOCTH» TAHHOM YACTHULIBL.
Koneunas ckopoctb Vy onpezensietcs 1o cienyroiei popmyiie:

rae d - auamerp chepruueckoro o0beKTa,
g - YCKOPEHHE CUJIBI TSKECTH,

P - IJIOTHOCTD >KUAKOCTH,

Ps - INIOTHOCTb OOBEKTA,

A - nd%/4 - IJIOIIA b IPOEKIMU ChepHhl,

Cq4 - K03hULUEHT COTPOTUBIICHHUS CPEIBI.

BuaHo, 4TO AJ1s1 JAHHOM ITOTHOCTH KUAKOCTH U YACTUITBI KOHEUHAS! CKOPOCTh CHUYKAETCS
C YMEHBIIICHUEM JTMaMeTpa YaCTHIbI. DTO 3HAUYMT, YTO YMEHBIIICHUE pa3Mepa YaCTUIIbI CHIKAET
Pa3HMIY B CKOPOCTH MEXKIY YAaCTHILEH U TPAHCIIOPTUPYIOIIEH KUIKOCTBIO, JIeas
TpaHCIOPTUPOBaHHUE OoJjiee 3PPEKTUBHBIM.

B cBot0 ouepenn, pazMep MOTMMEPHOM YAaCTUIIBI SIBIISIETCS (PYHKIMEH ITepBOHAYATIBHOTO
pa3Mepa KaTaIMTUYECKON YaCTUIBI BBUITY SIBJICHUSI KOTTMPOBaHMs. TakuM oOpa3om, 1o 3Tou
MIPUUKHE KeTaTeJIbHO UMETh KaTaJIMTUYECKHME KOMIIOHEHTBI C YMEHBIIIEHHBIM Pa3MepoM
YaCTHII.

O/yH Ty Th MOJIYYeHUS YKa3aHHOTO BHJIA KaTaju3aTopa 3aKJII0YaeTCs B UCITOIb30BaAHUM
B Ka4€CTBE MCXOTHOTO MPE/IIIIeCTBEHHUKA KaTallu3aTopa, YKe MMEIOIIET0o HEOOIBIIION pa3Mep
YaCTHII.

Annyxtsl MgCly-ClUpT M UX UCTIOJIb30BAHUE B KAUECTBE MPEAIIECTBEHHUKOB

KaTaJIMTUYECKUX KOMIIOHEHTOB ISl IIOJIMMEPU3ALMU TTOJIMO0JIE(DMHOB XOPOLIO U3BECTHHI B
TEXHUKE.
B WO 98/44009 paccmatpuBarorcs anaykTbl MgCly-ciupT, UMEIOIIME YIIyUYIIEHHbIE

XapaKTEPUCTUKU U XapaKTEPUIYIOIIMECS KOHKPETHBIM PEHTI€HOBCKUM TUDPaAKIMOHHBIM
CIIEKTPOM, B KOTOPOM B MHTEpBaJie yrioB audpakuuu 20 mexay 5° u 15° IpucyTCTBYIOT TpU
TJIaBHBIX TU(GPAKIMOHHBIX JIMHUM TTPH yri1ax qudpaxipum 20 (8,8+0,2)°, (9,4+0,2)° u (9,8+0,2)
°, HanboJiee UHTEHCUBHBIE TU(PAKIMOHHBIE TMHUM HAXOATCS MIPU yriie nudpakuuu 20=
(8,8+0,2)°, npuyeM UHTEHCUBHOCTD JBYX APYIUX AU(PPAKIMOHHEIX JIMHUIA COCTABISET, 110
MeHblien Mepe, 0,2 pa3za OT MHTEeHCUBHOCTH HanboJiee MHTEHCUBHOW AUPPAKIIMOHHOM TUHUM.
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VkazanHsie ailyKThl MOTYT uMeTh opmyity MgCl,-mEtOH-nH,O, riae m paBHo 2,2-3,8 u n

paBHO 0,01-0,6. YKa3aHHbBIe aTYKThI ITOJYYAIOT CIEUATbHBIMU CIIOCOOAMU TTOTyUCHHUS,
BKJIIOUAKOIIMMU peakiuto Mexay MgCl, 1 ciupTOM B ONIPEIETIEHHBIX YCIOBUAX, TAKUX KAK

JUTUTEIbHOE BpEMS peaKIiu, OTCYyTCTBUE MHEPTHBIX pa30aBUTENEH UIIU UCTIOJIb30BAHUE
BBIIIAPEHHOT'O CIIUPTA.

PacniiaBiieHHBIN aIIYKT 3aTEM CMELIMBAIOT C HECMEIIUBAIOIIMMCS C HUM MAaCJIOM JJIs1
TOT'0, YTOOBI TOJTYYUTh SMYJIBCUIO, KOTOPAs 3aTEM OBICTPO OXJIAXKIAETCS XOJIOTHBIMU KUTKUMHU
YIJIEBOAOPOIAMM.

Pasmep vactun agaykTa (IIpeamIecTBeHHUKA) SIBIISICTCS (PYHKIMEH SHEPTHH, TT0IBOIUMOM
K 3MYJIbCUOHHOM CUCTEME, U IIPU COXPAHEHUU MTOCTOSIHHBIMU BCEX APYTUX XaPAKTEPUCTUK
(opMBI EMKOCTH M MEIIIAJIKH, THITA MAaCyIa) SIBIISIETCSI OOPATHO MPOITOPIUOHATIEHBIM
WHTEHCUBHOCTH NlepeMelMBanus. TakuM 00pa3oM, AJisi TOTO YTOObI TOIYUYUTh
MPEAIIECTBEHHUK C YMEHBIIIEHHBIM PAa3MEPOM YACTHII, IOJIKHO OBITH 00ECTIeueHO 0OIbIIOe
KOJIMYECTBO SHEPTUH, B YACTHOCTH OO0Jiee BLICOKOE MepeMEITMBaHUE.

B anpTepHaTuBe, kak ormicano B WO 05/039745, MoryT OBITH MCITOJIB30BaHbI CIICUAIbHBIC
YCTPOMCTBA JIJISI TOJTYYCHUSI IMYJTbCHUMN, UIMEFOIITNX YaCTHUIIBI TUCTIEPCHOM (ha3bl ITOIXOISIIETO
MaJjoro pasmepa.

O0a ciryyast UMEIOT YCIIOKHEHHE CIToco0a U TaKUM 00pa3oM ObLIIO OBl JKeIaTeIbHO HAUTH
JIF00O0M Ty Th MOJIYYEHUS IPUTOJTHBIX MPE/IIIECTBEHHUKOB KaTaIu3aTOPOB C YMEHbBIIIEHHBIM
pa3MepoM 4YacTul,.

B pa3nuuHbIX penentypax nNpealeCTBEHHUKOB KaTaJlIu3aTOPOB, COJICPKAIIMX XJIOPUT
MarHus U CIIUPT, Takux Kak B Ep-A-086288, HeMOHOTeHHBIE TOBEPXHOCTHO-aKTUBHbBIE
BEIIIECTBA COPOUTAHCTEAPATHOTO TUIA UCIIOJIB3YIOT B KAUECTBE 100aBOK PaCTBOPEHUS
xyiopuaa Maruus. X ucrosb30BaHue B CBS3M C OJTYUYEHUEM TBEPAOIO MPEAIIECTBEHHUKA
KaTaJam3aTopa - aJAyKTa XJIOPpU MAarHUsI-CIIUPT, OAHAKO, HE BO3JIEUCTBYET HA MOJIy4aMblid
pasmMep. 3asBuUTEIEM OBLJIO YCTAHOBIICHO, UTO aJITYKThI XJIOPU]T MATHUSI-CTIUPT, COJIepIKAIIUE
OTIpe/IeNIEHHOE KOJIMUECTBO HEKOTOPHIX KaPOOHOBBIX KUCIOT WIIM UX COJIEH METAJIJIOB, MOTYT
OBITh MOJTyYEHBI C HEOOJIBIIIUM PA3MEPOM YACTHUI] C UCTTOTL30BAHUEM TOUHO TAKUX K€ YCIIOBUM,
UCIOJIB3YEMBIX IS TIOJTyYSHUSI IIPEIIIECTBEHHUKOB 0€3 TAaKUX KapOOHOBBIX KUCIIOT WJIU UX
cozeit metaiioB. Kpome Toro, ObIJIO YCTAHOBIIEHO, YTO YKa3aHHBIE KUCIOTHI UJIU UX COJIU
METaJIJIOB MOTYT OBITh TaKke 3(heKTUBHBIMU B CY>KEHUU paCIPEACIICHUs] YACTHIL IO pa3Mepy
YKa3aHHbBIX aJAyKTOB.

Hacrosiee n3o0perenue mo3aToMy OTHOCUTCS K TBEPABIM aJAyKTaM, coaepxatum MgCl,,

cnupt ROH, B koTopoMm R nipencrasisier Ci-C ) yrieBoaopoIHyIO IpyIITy, IPUCYTCTBYIOIIYIO
B MOJIbHOM cooTHo1eHuu ¢ MgCl, B uatepBae ot 0,5 1o 5 u MeHee 15% mac. 110 OTHOILIEHUIO

K 001IIel Macce aJiTyKTa, mpruueM amdaTudeckast KapOOHOBasI KUCIIOTA WITH €€ COJTb MeTajlia
HMMEET OT 8 10 22 YIIIEPOJIHBIX aTOMOB.
[TpennoururenbHo, R BEIOpAH U3 IMHENHBIX UK pa3BeTBIIEHHBIX C1-Cg YIrI1eBOJOPOAHBIX

CpyHI U, 60J1ee NPeanoYTUTENbHO, U3 TMHENHHbIX C-C4 yriieBogopoaHbIX rpyIi. OcoOeHHO

MPEANOUYTUTEIBHBIM SIBJISIETCS 3TAHOJL. [IpeanouTuTenbHO, YMCI0 MOJIEH cniupTa Ha 1 MOJb
MgCl, HaxoauTcs B uHTepBatie ot 0,8 10 4 1 6oJiee NpeaAnoYTUTENBHO OT 1 110 3,5. OcobeHHOo

MIPEANOYTUTENBHBIM SIBIISIETCA MOJIbHOE cooTHomeHue cnupt/MgCl, ot 1,5 1o 3.

Amudatrueckas kKapOOHOBAs KUCIOTA UK €€ COJIb METaJlJIa, MPEANIOYTUTEIBHO,
MPUCYTCTBYET B KOJIMuecTBax B uHTepBalie ot 0,1 1o menee 10%, 601ee NpeAnIOYTUTETBHO
ot 0,1 10 menee 7% v ocobeHHo B uHTepBaje ot 0,3 10 5% Mac. Mo OTHOIIEHUIO K 00IIIeir
Macce aaayKTa.
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Korna ucronb3yercs cojib MeTallia, OHa, MPeAOUYTUTEILHO, BBIOMpAeTCs U3 COJIeH
METAJUIOB, B KOTOPBIX METAJUI MTPUHAIJICKUT TpyniiaM 1-13 nmepruoauyeckon CUCTEMBbI
371eMeHTOB (HoBas HoTalus). Cpeiu HUX MpearouTUTEeIbHBIMU BIsIOTCS Na, Li, K, Mg, Ca,
Zn, Al, npuueM conu Na, K, Mg u Al sBisitorcst HauboJiee MpearnoYTUTETbHbIMMU.

Amudatrueckas kapOOHOBAs KUCIIOTA M TPOM3BO/IHAS COJIb METaJIIa, MPEANOYTUTENHHO,
BBIOpAHbI U3 KapOOHOBBIX KUCTOT, UMeIoMX Cj,-Cy( YIIIEPOIHBIX aTOMOB, OoJIee

npeanoyTUTeNIbHO Cj4-Co( yriepoaHbix aToMoB. Cpeii HUX KapOOHOBbIE KUCIIOTHI C IMHEHHON

HETBIO SBJISIOTCS MPEANOUTUTEIbHBIMU. KUCITOTHI MOTYT OBITH JIMOO HACHIIIIEHHBIMU, JTNOO
HeHachIeHHbIMU. HeorpaHnuuBarommmMu mpuMepamMu SBJISIIOTCS OJIEMHOBAS KUCTIOTA,
CTeapuHOBAs KUCIIOTA, MAIbMUTUHOBAS KUCIIOTA, JIMHOJIEBAs! KUCIOTA U apaXuJI0HOBas
kuciora. OTAeIbHBIMU IPUMEPAMU COJIU METAJLIA SABJISIFOTCS CTeapaT MarHusi, 0JieaT MarHus,
MAJIBMUTAT MaTHUS U COOTBETCTBYIOIIUE COJIU KAJIbIIMS, KAJIUs, HATPUS, ATIOMUHUS U LIUHKA.
Oco0eHHO MPEATOYTUTENIHHBIM SIBIISIETCS CTeapaT MarHusl, KOTOPBIM SIBIISIETCS KOMMEPYECKU
JOCTYIHBIM. KpoMe TOTo, KUCIOTHI SBISIOTCS KOMMEPYECKU JOCTYITHBIMU JIMOO YUCTBIMU,
7m0 yaie B popme cMeceit B pa3IMIHbIX Mporopiusax. OcoOeHHO MPeANOYTUTEIbHBIMU
SIBJISIFOTCSI KOMMEPYECKU JIOCTYITHBIE CMECH MTAJIbMUTUHOBOM, CTEAPUHOBOM U OJIEMHOBOM
KUCTTOT. COOTBETCTBYIOIIME COJIU SIBIISIIOTCS TAK)KE KOMMEPYECKH IOCTYITHBIMU, HO MOTYT
OBITh TAKXKE MOJYYEHbl OMBIJIEHUEM YKA3aHHBIX KUCIIOT.

AJUTYKT WIM PEIIeCTBEHHUKH HACTOSIIEr0 N300 PETEHUS MOTYT OBITh MTOJTYYEHBI 10
Pa3IMYHBIM TeXHOJIOTUsIM. COTJIaCHO OJHOMY CITOCOOY YKa3aHHBIN aJTyKT MOJTy4aroT
nobasnenreM k MgCl, u ciupty MeHee 15% Mac. 1o OTHOLLIEHUIO K 0011er Macce aaayKTa

BBIIIEYKA3aHHOW KUCIIOTHI UJIK COJIU. Y Ka3aHHBIN CIIOCOO COIEPIKUT MPUBEACHUE B KOHTAKT
MOJIXO/ISIIIET0 KOJIMYECTBA XJIOPU/IA MArHUs, KAPOOHOBOM KUCIOTHI (UJTU €€ COJIM METaJIIa)
Y CIMUPTA, HArPEBAHKUE CUCTEMBI 10 00Pa30BAHUS PACIIABIEHHOI'O A/IIyKTA U 3aTEM OBICTPOE
OXJIQXKJIEHUE CUCTEMBI JIJ711 OTBEPKACHUS YACTHII, IPENOUYTUTEIBHO, B chepruieckoit hopMme.

KoHTtakTrpoBaHue Mex1y XJIOPUIOM MAaTHUSI, KAPOOHOBOM KUCIIOTOM (UJIU COJIBIO METAJLIA)
U CIMPTOM MOXET UMETh MECTO B MPUCYTCTBUM UJIU B OTCYTCTBUE UHEPTHOM KUIKOCTH,
HECMEIIMBAIOIIEHCS C PACIUIABICHHBIM aJTYKTOM U XUMUYECKHA UHEPTHOM 10 OTHOIICHUIO K
Hemy. Eciiu mpucyTCcTBYeT MUHEPTHAS KUAKOCTh, IPEIINOUTUTEIBLHO, KETAEMOE KOJTUYECTBO
CIMPTA BBOAMUTCS B MapoBoli (haze. ITO 00eCIeunBaET JTYUIIYI0 TOMOT€HHOCTh 0Opa30BaHHOTO
aanykTa. 2KuaKocThio, B KOTOPOU JUCHIEPTUPYETCS aAyKT, MOXKET OBITh J1t00ast )KUJIKOCTb,
HECMEIIIMBAIOIIASCS C PACIIJIABJIEHHBIM a/ITyKTOM U XMMUYECKH UHEPTHAS IO OTHOIIIEHUIO K
HeMy. Hammpumep, MOTYT UCTIONIb30BaThCS alu(paTHIECKUE, apOMATUIECKUE UITH
IMKJI0aTudaTHUECKHUEe YTIICBOIOPOIbI, TAK XKe KaK U CHJIMKOHOBBIE Macia. AudaTruiecKie
YIJIEBOJIOPO/IbI, TAKHUE KaK Ba3€JIMHOBOE MACJIO, SBJISIIOTCSI OCOOEHHO MPEANOUYTUTETbHBIMMU.
ITocrne Toro xak yactuiel MgCl,, CIUpT U COJTb MeTajIa KapOOHOBOM KMCITOTHI

JUCTIEPTUPYIOTCS B )KUIAKOM (Da3e, CMECh HATPEBAIOT ITPY TEMITEPATyPe, TPU KOTOPOH aJTyKT
JIOCTUTAET PACIIaBJICHHOT'O COCTOSIHUS. TemMIepaTypa 3aBUCUT OT COCTaBa aJyTyKTa U OOBIYHO
HaxoauTcs B uHTepBase oT 100 1o 150°C. Kak ykazaHo paHee, TeMIiepaTypa BbIIEPKUBAETCS
P TAKUX 3HAYECHUSIX, TPU KOTOPBIX AAAYKT IMTOJHOCTBIO paciuiaBisieTcs. [ pennoyturensHo,
aJITYKT MOJIEPAKUBACTCS B PACIIJIABJIEHHOM COCTOSIHMM B YCJIOBUSIX TIEPEMEIITMBAHKS B TCUECHUE
Mepuoia BpEMEHHU, pAaBHOTO WIIM O0Jble 5 4, npeanoyTuTenbHo oT 10 1o 150 u, Gosee
npeanoyTuTesibHo ot 20 10 100 u.

J171s1 TOro 4TOOBI MOJYYUTh TBEPABIE TUCKPETHBIE YACTULIBI AJITYKTA C TOAXOASIEH
Mopdosioruei, MOXHO paboTaTh pa3IMUHBIMU criocobamu. OaHOM U3 MPEAMOYTUTETBHBIX
BO3MOXHOCTEN SIBJISIETCS] SMYJIbITUPOBAHUE AJIYKTA B XKUIKOW Cpelie, KOTOPAs ABIISIETCA
HECMEIIMBAFOIICHCS U XUMUIECKH HHEPTHOM K HEMY C TTOCIIEAYIOMUM (MacisHas dasza),
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OBICTPBIM OXJIAXK/IEHUEM, BBITTOIHSIEMBIM IIPYU KOHTAKTUPOBAHUM 3MYJILCUU C MHEPTHOMN
OXJIAXKIAIOLIEH CPEJIO, C IIOJIyYEHUEM B PE3YJIbTATE 3aTBEPAECBAHMUS YACTUL a/ITYKTa B
chepuueckoit popme.

CornacHo anbTepHATUBHOM ITPOLEAY e YKe IoaydeHHbIN aanykT MgCl,-nROH, B koTopom
n cocraBisieT oT 0,5 10 5, KOHTAKTUPYET ¢ KAPOOHOBOM KUCTIOTOM (COIbIO METaIa) B
MPUCYTCTBUM MACIISIHOM (pa3bl, HECMEIIUBAIOIIENCS C a/IyKTOM. TemMnepaTypy MOBBIILIAIOT
JIO pACIUIABJICHUS aIIyKTa C IIOJIy4YEHUEM B PE3YyJIbTATE ABYX HECMELIMBAIOIIMXCS KUIKUX
¢da3. B qaHHBIII MOMEHT MOET OBITH BBITIOJIHEHA CTAIUsI OBICTPOTO OXJIAXKICHHUS
OXJIAXKIAIOLIEH KUIKOCThIO, OIIMCAHHAS BBILIIE.

ITocrne 3aTBepAeBaHUS YACTHULBI 3ATEM MOTYT OBITh U3BJICUYEHbI, TPOMBITHI
YTJIEBOJOPOIHBIMUA PACTBOPUTEIISIMU U BBICYILIEHBI IO/ BAKYYMOM.

[TosTomy npyrow mpeaMeT U300peTeHHsI COCTABIISIET CIIOCO0 MOTyUeHHUS TBEPBIX aUTYKTOB,
conepxammx MgCl, u ciupt ROH, B koTopom R nipencrasisiet C-Cj yIiieBoZOPOIHYIO

TCpYyNITy, IPUCYTCTBYIOLIYIO B MOJIBHOM cooTHomeHuu ¢ MgCl, B untepsaie ot 0,5 1o 5,

CIOCO0 CONIEPIKUT:
- konTakTupoBanue MgCl, crmpra ROH n anudaruueckoit KapOOHOBOM KHUCTIOTHI,

HMMEIOIIEH OT 8 10 22 yIIIEPOJHBIX aTOMOB, UJIK €€ COJIM METAJLJIa, B KOJIMYECTBE MeHee 15%
1o oTHouIeHuIo K oo1ett Macce MgCl, u ROH 1 yka3aHHOM KUCIOTHI UM COJIU;

- HarpeBaHMUe CUCTEMBI ITPH TAKOW TEMIIEpaType, YTO MOTydaeTcs KuaKas ¢asa,
coaepxaias MgCl,, CIUPT ¥ yKa3aHHYIO KUCIIOTY WJIM COJIb METaJlIa;

- SMYJIbTUPOBAHME YKA3aHHOM KUAKOM (a3bl B XKUIKOM cpefie, KOTOpasi He CMEIIMBAETCS
C HEew;

- OBICTpOE OXJIAXKIAEHUE MOJTYYEHHOM TaKUM 00pa30M 3MYJILCUU ITPU KOHTAKTUPOBAHUU
€€ C MHEPTHOM OXJIaXAAOIIEN )KUIKOCTBIO C ITIOJIyUYEHUEM B PE3YJIbTATE 3aTBEPIECBAHUS
9MYJIBTUPOBAHHOM (Pa3bl B hopme cHEeprUUECKUX TACTHII.

[Tytem ykazaHHBIX CITOCOOOB MOKHO MOJIYYUTh YACTUILBI AJ/IyKTa B c(hepruiyecKon uiu
chepoumansHoi popMme. Takue cheprudyeckue YacTUITBI UMEIOT COOTHOIIICHUE MEXTY
MaKCUMaJIbHBIM U MUMHUMAaJIbHBIM JUAMETPOM HIKE 1,5 U MpearnouTuTeaIbHo Huxe 1,3.

ATYKT U300 peTeHUS MOKET OBITh ITOJIYYeH B IIMPOKOM MHTEpBAJIe pa3Mepa YacTHll, a
MMEHHO B MHTepBase oT 5 10 150 MM, mpeanoutrurenbHo ot 10 1o 100 MM u Goee
MPEANOYTUTENBHO OT 12 10 80 MKM. XOTsI KOHKPETHBINM pa3Mep YaCTHUIIbI CTPOTO 3aBUCUT OT
SHEPI'UH, OABEACHHOMN B X0€ MO0 CTaguK SMYJIbIMPOBAHUS (CTENIEHb SMYJIbIUPOBAHKUSA),
MO0 CTaIUu paciblUIeHUs!, ObLIIO YCTAHOBJIEHO, YTO UCIIOJIb30BaHUE YKA3aHHOM COJIM MeTaJlj1a
KapOOHOBOM KMCJIOTHI ITO3BOJISET MOJIYYUTh YACTULBI aAYKTa, UMEIOIIME MEHBIIHNIA pa3Mep,
YeM aJIyKTa, HE COJIEPXKAILEro COJIb METaJlJIa KapOOHOBOM KUCIOTHI, TOJTYyYEHHOT O B TAKUX
ke yclIoBUsX. Takoe yMeHbIIEHHE pa3Mepa YaCTHUL| HE ITOJIy4YaeTcsl C UCIIOJIb30BAaHUEM
HEMOHOTEHHBIX MOBEPXHOCTHO-AKTUBHBIX BEIIIECTB, U3BECTHBIX B TEXHUKE.

Bru10 ycranoBeHO, UTO aI/TyKThl U300PETEHUSI, B YACTHOCTH, TTOJTYYEHHBIE B TPUCYTCTBUU
KapOOHOBBIX KUCJIOT, MOTYT ITOKa3bIBAaTh 110J00HOE 3HaueHue P50, 6onee y3koe
pacnpenenenue yactui 1o pasmepy (PUP) mo oTHoleHHIo K ai/TyKTaM, B KOTOPBIX YKa3aHHbIE
KapOOHOBBIE KUCITOTHI OTCYTCTBYIOT. LlIupuna PUP MoxeT ObITh paccuntana mo gpopmyiie
(P90-P10)/P50, B koTOopor P90 nipencrasisieT 3HaueHUE AUaMeTpa, Tak 4To 90% Bcex 4acTuly
UMEIOT TUAMETP HWXKE YKa3aHHOTO 3HaueHus; P10 mpeacTaBiisieT 3HaUeHUE TMaMeTpa, Tak
41O 10% BCEX 4ACTUL UMEIOT JMAMETP HUXKE yKa3aHHOTO 3HaueHus; P50 npeacrasisier
3HAUYEHUE TUaMeTpa, Tak uTo 50% Bcex YaCTUL UMEIOT TUaMETP HUKE YKA3aHHOTO 3HAUYCHUS.

AIIYKT U300peTeHHs] MOKET TaKXKe COJEPIKATh HEKOTOPOE KOJIMYECTBO BO/IBI,
MPEANIOYTUTENIBHO B KoJIMuecTBe MeHee 3% mac. KomyecTBO BOJbI MOXKET PETYIMPOBATHCS
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nyTemM obpaleHus o0codboro BHUMaHUs Ha Bogocoaepkanue pearentoB. Kak MgCl,, Tak u

EtOH sBnsitoTCs B IEUCTBUTENIBHOCTH BHICOKOTUIPOCKOTTMYHBIMU M UMEIOT TEHAEHIHUIO K
BBEJICHUIO BOJBI B UX CTPYKTYpPY. Kak pe3yabTat, eciu BOJ0COAEpKaHUE PeareHTOB SIBJISIETCS
OTHOCHUTEIIbHO BBICOKUM, KOHEUHBIN anayKT MgCl, - EtOH MOXeT UMEeTh CIIUIIIKOM BBICOKOE

BOJIOCOJIEp)KaHUE, TaXe €CIIM BOJIa BBOAUTCS KaK OT/EbHBIN KOMITIOHEHT. CpencTBa
PETYIUPOBAHUS WM CHIDKEHUS BOJIOCOACPIKAHUS B TBEP/IBIX BEIIECTBAX UM KUIKOCTSIX
XOPpOIIIO U3BECTHHI B TexHUKE. Bogocoaepskanue B MgCl,, Hampumep, MOXKET OBbITh CHIIKEHO

CYILIKOH B II€YM MTPU BBICOKUX TEMIIEPATYPAX WIK B3aUMOIEUCTBUEM C COETMHEHUEM, KOTOPOE
peakUMOHHO-CIOCOOHO K Boje. B kauectse mpumepa, motrok HCI MmoxkeT ObITh UCTIONIb30BAH
1151 ynanenus Boabl u3 MgCl,. Bona U3 sxuakoctelt MOXET ObITh yJaJIeHa 110 Pa3IMYHbIM

TEXHOJIOTUSM, TAKUM KaK JUCTUIUISINS, UM OOeCrieYeHUE KOHTAKTUPOBAHUS KUIKOCTEH C

BEIIECTBAMMU, CTIOCOOHBIMHU U3BJIEKATh BO/AY, TAKUMH KaK MOJIEKYJIsipHbIe cuTa. [TockombKy
yKa3aHHbIE MEPBI TPEAOCTOPOKHOCTU OBUIU MPUHSITHI, PEAKLUS MEK/Yy XJIOPUIOM MarHusl,
3TAHOJIOM U HEOPTraHUUECKUMHU COEMHEHUSIMU C ITOJTyYEHHUEM aJITYKTOB U300PETEHUSI MOKET
BBITIOJIHSITHCS B COOTBETCTBUU C ONTMCAHHBIMU BBIIIIE CIIOCOOAMMU.

AJTYyKTBI U300 pETEHUS MPEBPAIIAIOTCS B KATATMTUIECKHUE KOMIIOHEHTHI J1s1
MOJIUMEPU3aLUU OJIe(UHOB MPU B3aUMOJIEHCTBUU UX C COCIMHEHUEM TIEPEXOHOTO MeTaslia
oJ1HOW 13 rpynil [V-VI nepruoanyeckon CUCTEMBI 3JIEMEHTOB.

Cpenu coeTMHEHUI MepeXoTHOT0 MeTallJIa OCOOEHHO MPEANOYTUTEIbHBIMU SIBIISIFOTCS

coeauHenust TuTana popmyisl Ti(OR), Xy, B KOTOPOX n HAXOIUTCS B MHTEpBase oT 0 10 y;

y IPEIACTABIISCT BAJIEHTHOCTh TUTAHA; X MPEACTABIISIET TAJIOTEH, U R MPEeACTABIISET AJTKWII-
panuka’, uMmeronuii 1-8 yriepoaubix atromoB, i COR-rpyniy. Cpear HUX 0COOEHHO
MMPEANOYTUTEIIbHBIMU SIBJISIOTCS COCIMHEHUSI TUTAHA, UMEIONIME, IT0 MEHbIIEH MEPE, OJIHY
CBs13b Ti-rajioreH, TaKue Kak TeTPAraJlor€HUbl TUTAHA WA TAJIOT€HAJIKOT OJISIThI.
[TpennoyTuTenbHbIMU OT/IEJIbHBIMU COEIUHEHUSIMU TUTAHA SIBJISIIOTCS TiCl3, TiCly, Ti(OBu)y4,

Ti(OBu)Cls, Ti(OBu),Cl,, Ti(OBu);Cl. I[TpeanouturenbHO, peakuys BBIIOJIHSAETCS IPU
cycrieHaupoBaHuu aaaykra B Xxos1oaHoM TiCly (o6sruno nmpu 0°C), 3aTeM MOTyYEeHHYIO TAKUM

o0pa3om cMmech HarpeBatoT 10 80-130°C u BeIIEPKUBAIOT IPHU YKA3aHHOM TeMIlepaType B
teuenue 0,5-2 4. [Tocme 3Toro uzdeiTok TiCly ynanstoT ¥ TBEpAbld KOMIIOHEHT U3BJIEKAIOT.

O6pabdoTtka TiCly MOXET IPOBOUTHCS OAUH WIK OoJiee pas.

Peaxims Mex 1y COeIMHEHHNEM MTEPEXOTHOTO METAIIA U aITyKTOM MOJKET MPOBOJIUTHCS B
MIPUCYTCTBUM JJIEKTPOHOIOHOPHOT'O COEMMHEHUSI (BHYTPEHHUM TOHOP), B YaCTHOCTH, TIPU
TMOJIyYEHUH CTepeoCcHeM(pUUeCcKOro KaTaIu3aTopa Jis MOoJIMMepU3aluy oJIepMHOB. YKa3aHHOE
9JIEKTPOHOIOHOPHOE COEIMHEHUE MOXKET OBITh BEIOPAHO U3 CIIOKHBIX 3(DUPOB, MPOCTHIX
3($UPOB, aMUHOB, CHJIAHOB M KETOHOB. B 4aCTHOCTH, TPEAIMTOUYTUTETBHBIMU SIBJISIFOTCS aJTKHJT-
¥ apuiId(GUPbI MOHO- WITH TIOJIMKAPOOHOBBIX KUCIIOT, TAKKE KaK, HAITPUMED, 3DUPbI OEH30MHOM,
¢dTaneBoi, MaIOHOBOM M SHTAPHOM KUCITOT. OTIEIHbHBIMUA TPUMEPAMH TAKUX CITONKHBIX
3(UpOB SBISIOTCS H-OyTUII(TAIAT, TMU300yTHII(TATIAT, TU-H-OKTUIdATaIAT, UITHIT-2,2-
JTMU3OTIPOTTMIICYKIMHAT, TUITUII-2,2-TUIUKIIOTeKCUIICYKIIMHAT, 3TUII0EH30aT U Iapa-
3TOKCUITUIIOEH30aT. A TaKXe CII0XKHbIE 3(pUpbl AMOJIOB, paccMoTpeHHbie B US 7388061.
Cpenu 1aHHOTO Kjlacca OCOOEHHO MPEANOYTUTEIbHBIMU SBIISIIOTCA 2,4-TIEHTAH-
JTMOJIIMOEH30aTHBIE TPOU3BOIHbIE. KpoMe TOro, MOKeT ObITh MPEANOUYTUTETHHO
UCTIONIb30BATh TaKKe MpocThie 1,3-muapupsl Gopmyibr;
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RII RIII
R! ORV!
@
R _QRVH
RIV RV

B KOTOpOM R, RI, RH, Rm, RV u RV, OJJMHAKOBBIE WM OTIIMYAIOLIUECH APYT OT Apyra,
MPEACTABIISIOT BOAOPO UK YIJIEBOIOPOAHBIE PAAUKAIIBI, UMEIOIIKE OT 1 10 18 yriepoaHbIx

aTOMOB, U RVIu RVH, OJIMHAKOBBIE WM OTIIMYAIOIIMECS IPYT OT APYyra, UMEIOT TAKUE Ke

3HA4YCHMS, KaK U R—RV, 3a UCKIIFOYCHUEM TOI'O, YTO OHHU HE MOTI'YT OBITh BOOAOPOAOM; OJHA

RVH

wim 6ozee rpynn R- MOTYT OBITh COEIMHEHBI C 00pa30oBaHUeEM LUKIIA. OCOOEHHO

MPEANIOYTUTEILHBIMU SIBIISIFOTCSL TPOCTHIE 1,3-1U3UPBI, B KOTOPBIX RVIu RV BBIOpAHBI U3
C-C4 anKWI-paguKaios.

DIIEKTPOHOIOHOPHOE COETMHEHHE OOBIUHO MPUCYTCTBYET B MOJIbHOM COOTHOLIEHUH T10
OTHOIIECHMIO K COJIep)KaHUIO Maruus ot 1:4 u 1:60.

[TpeanouturenbHO, YACTULBI TBEPABIX KATAIIMTUYECKUX KOMIIOHEHTOB UMEIOT IO CYILIECTBY
TAKOM ke pazMep U MOpGOJIOTHIO, KAK aITyKThl K300pETEeHUs, OOBIYHO HAXOISIIIUECS B
vHTepBaje 5-150 MkM.

JIOJ>KHO OBITh OTMEUYEHO, UTO YKAa3aHHbIN MPEMOUTUTEIbHbIN MyTh MOJIYyYEHHUS
KaTAJIMTUUECKUX KOMIIOHEHTOB BEJET K PACTBOPEHUIO COJIM MeTajlla KapOOHOBOM KUCITOTHI
B KMJIKMX peareHTax U paCTBOPUTENISAX U TIO3TOMY OHA OOJIBIIIE HE TPUCYTCTBYET B KOHEUHbBIX
TBEPABIX KATAIMTUYECKUX KOMIIOHEHTAX.

ITepen peaxuuelt c coeIMHEHUEM NTEPEXOTHOTO METAIUIA a/TyKThl HACTOSILIETO U300pETEHUS
MOTYT OBITh TAK)K€ IMOJIBEPTHYTHI A€aIKOTOJIMPOBAHUIO, UMEIOIIIEMY HIEJIbI0 CHUYKEHUE
COCPIKAHUS CIUPTA U YBEIIMUEHUE TOPUCTOCTH CAMOTO a/1yKTa. JIeaTKoroIMpoOBaHUE MOKET
OBITH BBIITOJTHEHO B COOTBETCTBUHU C U3BECTHLIMH METOIMKAMHU, Kak onrcano B EP-A-395083.
B 3aBUCMMOCTH OT CTeleHH 1eaIKOrOJIMPOBAHUS MOTYT OBITh MOJTyUYE€Hbl YACTUYHO
JIeaJIKOTOJIMPOBAHHbIE a/1TyKThl, UMEIOIIIKE COIEPKaHUE CIIMPTA OOBIYHO B MHTEpBasie ot 0,1
110 2,6 motb criupta Ha 1 Mostb MgCly,. [Tocne neankoronmpoBanust aAAyKThl B3AUMOIECHCTBYIOT

C COCAMHCHUCM IICPCXOAHOTIO MCTAJIJIa B COOTBCTCTBUHU C OIIMCAHHOM BBIIE TEXHOJIOTHUEHN IJI51
TOTO, YTOOBI IIOJIYYUTDb TBCPAbIC KATAIIUTUUCCKUC KOMIIOHCHTBI.
TBepI[I)Ie KaTaJIMTUYCCKUE KOMITIOHCHTBI COTJIACHO HACTOAIIEMY H306peTCHI/IIO HUMCIOT

IO b MOBepXHOCTH (110 MeTory BIT) o6bsruno B uHTepBase 10-500 M2/T 1
MIPEANOYTUTENBHO B MHTepBale 20-350 M2/ 1 0611yI0 MOpUCTOCTH (110 MeToay bIOT) BeIte

0,15 CM3/F, peAnoUTUTENBHO B UHTEepBae 0,2-0,6 CM3 /T.

KomuuecTBo coeuHeHUs TUTAHA B KOHEYHOM KAaTaJIMTUYECKOM KOMIIOHEHTE HAXOUTCS
B uHtepBase ot 0,1 1o 10% mac., npeanoururenbHo 0,5 10 5% mac.

Karanurnueckue KOMIIOHEHTBI M300peTEeHUS 00Pa3yIOT KaTaIM3aTOPbI TS TOJIMMEPU3ALIUU
anbda-onepuna CH,=CHR, rae R npencrasisieT BOJOPO WK YIJTIEBOAOPOAHBIN paauKal,
MMEIOIINNA 1-12 yriiepoaHbIX aTOMOB, 110 PEAKIUU C Al-aJIKUI-COeIMHEHUAMU. Al-aJIKuII-
coeMHeHne MOKeT ObITh (popmyisl AlR3_,X,, B KOTOpo# R npeacrasisieT

C,-C;5-yraeBoagopoaAHbIN aJIKUII-paauKal, X IPeACTaBIISIET TAJIOTEH, ITPEAIIOYTUTEIIBHO XJIOP,
U z npeactasisieT yucio 0<z<3. Al-aJKuii-coeAMHEHUE, MPEANOYTUTEILHO, BEBIOPAHO Cpeau
COEMHEHUN TPUATIKUIAIIOMUHMS, TAKUX KaK, HAIpUMep, TPUMETHIIATIOMUHUM,
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TPUITUIIATIOMUHUMI, TPUM300YTUIATFOMUHMIA, TPU-H-Oy TUITATIOMUHUM, TPU-H-
TEKCWJIATIOMUHUH, TPU-H-OKTUJIAITIOMUHUNA. TaKke MOXHO HCITOJIb30BATh FAJIOTCHUIbI
AJIKUIIATIFOMUHUS, TUAPUIBI AIIKUII-ATTFOMUHUS WU CECKBUXJIOPUABI AJIKUIIATTFOMUHUS, TAKUE
kak AlEt,Cl u Al,Et;Clz, Heo0513aTE€IbHO B CMECHU C YKA3aHHBIMU COEAUHEHUSIMU

TPUATKWIATIOMUHUS.

CootHomenue Al/Ti gasnsgetrcs Boiile 1 1 00bI4HO cocTaBisieT oT 50 go 2000.

B cucreme nonumepusanydyd MOKHO UCIIOIb30BaTh JIEKTPOHOJOHOPHOE COEIMHEHME
(BHEIIHUN JOHOP), KOTOPOE MOKET OBITh TAKUM K€ UJIU OTJIMYATHCS OT COEIMHEHUSI, KOTOPOE
MOJET OBITh UCITOJIB30BAHO B KaUeCTBE BHYTPEHHETO IOHOPA, PACCMOTPEHHOIO BhIie. B
TOM CJIy4ae, KOorJia BHYyTPEHHUM IOHOPOM SIBJISIETCS AU TOJTMKapOOHOBOW KUCIOTHI, B
4acTHOCTH (pTajiaT, BHEIIHUN JOHOP, MIPEANOUYTUTEILHO, BEBIOMPAETCS U3 CUITAHOBBIX

COEIMHEHUH, CO/IEPXKAIIHX, TT0 MEHbIIEH Mepe, cBs3b Si-OR, nMmeromux hopmyny R, le 2si
(OR3)C, [I€ a U b IpeICTaBIISIOT Hejioe Ynciio oT 0 10 2, ¢ mpeacTaBiIsgeT Leloe Yuciio oT 1

110 3 u cymMa (a+b+c) paBHa 4; Rl, R2 " R3 MPEACTABIISAIOT AJKUII-, HUKIOATIKUII- UIIU
apwipaaukaisl ¢ 1-18 yriaepognbiMu atroMaMu. OCOOEHHO MPEAIOUYTUTEIHBHBIM SIBIISIOTCS

COEJIMHEHUS KPEMHMUS, Y KOTOPBIX a=1, b=1, c=2, mo MeHbIIEH MEPE, OJIUH U3 R'uR? BBIOpaH
Y3 PA3BETBJIEHHBIX AJIKWIIbHBIX, IUKJIOAKWIBHBIX WJIM ApUIbHBIX IpyMIl € 3-10 yriiepoaHbIMu

atomamu u R npeacrabisieT C-Cqp-aJIKWIHYIO TPYIIY, B YaCTHOCTU MeTul. [Ipumepamu

TaKUX IMPEAINIOYTUTCIIBHBIX COECOUHECHUN KPEMHUA ABJIAIOTCA
MCETUIINHUKIOTCKCUIIAUMETOKCUCUIIAH, ,Z[I/I(I)CHI/IJII[I/IMGTOKCI/ICI/IHaH, MeTI/IH—TpCT—6yTI/IH—
JUMETOKCUCHUIIaH, TUIUKIIOIICHTUIANMETOKCUCHUIIAH. KpOMC TOT'O, TAKXKEC ITPEANNOYTUTCIIbHBIMU

SBJISIFOTCSA COCIMHEHUS KPEMHMUS, Y KOTOPBIX a=0, c=3, R? MPEACTABIISIET PA3BETBIICHHYIO

AIIKWIBHYIO WIHA UUKIOATIKWIBHYIO IPYIILY U R? npeacraisieT MeTWi. [IpuMmepamu Takux
NIPEAIIOYTUTEIBHBIX COCIMHEHUN KPEMHMUS SIBJISIIOTCS LUKIOTEKCUIITPUMETOKCUCUIIAH, TPET-
OyTUITPUMETOKCUCHIIAH U TEeKCUIITPUMETOKCUCUIIAH.

Taxxe B KauecTBe BHEIIHErO JOHOPA MOTYT OBbITh MCIIOIb30BaHbI HUKIMYECKUE TPOCThIE
3¢UpBbl, TaKKe Kak TeTparuapodypat, v nmpoctsie 1,3-aAr3hupsl, UMEIOIIME PaHEee OMTMCAHHYIO
dbopmyny.

Kax yka3aHo paHee, KOMIIOHEHTBI M300PETEHUSI U ITOIYUYEHHBIE U3 HUX KATaJIM3aTOPbI
HaIIUTM IPUMEHEHUE B criocobax (co)nonumepuzanuu oinepuHoB popmyinsl CH,=CHR, B

KOTOpOM R mpeacrasigeT BOIOPOI UIM YIIIEBOAOPOIHBIN pAIUKATl, UMEOIIUNA 1-12
YTJIEPOIHBIX ATOMOB.

Karanuzatopsl U306peTeHUsI MOTYT UCIIOJIb30BATHCS B JTIOOOM U3 CIIOCOOOB
MOJIMMEPU3ALIUU, U3BECTHBIX B TeXHUKE. OHU MOTYT UCIIOJIb30BATHCSI, HAIIPUMED, B
CYCIIEH3MOHHOM MOJIMMEPU3ALIMH, UCTIONIB3YIOIIEN B KaUecTBE pa30aBUTENIsI UHEPTHBIN
YTJIEBOAOPOIHBIA PACTBOPUTEIND, WU B MOJIMMEPU3ALNN B MACCE, UCIIOIb3YIOIIEH KUAKUIA
MOHOMEp (HampuMmep, IPOIUJIEH) B KAYECTBE PeaKUMOHHOM cpeanl. Kpome Toro, oHu Takxke
MOTYT UCTIOJIB30BATKCS B CITOCO0OE MMOJTMMEPU3AIIMH, OCYIIIECTBIISIEMON B ra3000pa3Hoii ase,
¢ paboTol B OJHOM WU 00JIee PEAKTOPOB C MCEBA00KMKEHHBIM CIIOEM UJTU CJTIOEM C
MEXAHUYECKUM MEPEMEIIIMBAHUEM.

[Tonumepuzanust 0OBIYHO OCYIECTBIIsIETCS IIpy TeMmnepaTtype oT 20 g0 120°C,
npeanouytutenbHO oT 40 1o 80°C. Korma monmrMepusainusi OCyIecTBIISIETCS B Ta30BOM da3e,
pabouee naBneHue oObIYHO HaxoauTcs B uHTepBatie 0,1-10 MIla, npeanoyturensHo 1-5
MITa. ITpu nmomumMepusanuu B Macce pabouee 1aBlIeHHEe OOBIYHO HAXOAUTCS B UHTepBaie 1-6
MIIa, npeanouturensro 1,5-4 MIIa.
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KaranuzaTopsl u306peTeHUs SIBISIOTCS OYEHBb ITPUTOHBIMU VIS TTOJTYyUEHUS IIIMPOKOTO
psaa moMMoaepUHOBBIX MPOAYKTOB. OTASTBHBIMU TPUMEPAMHU OJIE(DUHOBBIX TTOJIMMEPOB,
KOTOPBIE MOTYT OBbITh ITOTYYEHBI, SIBJISIIOTCS: TTOJIMMEPBI ATUIeHa BbhICOKOM 1oTHOCTH (TTOBIT,

MMEIOIINH INIOTHOCTH BhIIIe 0,940 F/CM3), BKJIFOUYAIOLIUE TOMOIIOJIMMEDPHI 3TUJICHA U
COTIOJIMMEPHI ATUIIEHA C ab(da-oneduHamMu, UMErOITUMU 3-12 yIrIIepoaHBIX aTOMOB; JIMHEHHBIE

MONMUATUIIEHBI HU3KOM mnoTHOCTH (JITIDHII, umeromme mrotHocTh HUXe 0,940 r/em’ )u
MOJIUATUIICHBI OYEHb HU3KOM IJIOTHOCTH U YabTpaHu3koi rmmotHocty (IT9OHIT u ITOYHII,

MMeEIOINE INTIOTHOCTD Hibke 0,920 r/em’ 1o 0,880 rlem’ ), COCTOSIIIIME U3 COTIOJIMMEPOB ITUIIEHA
C OJTHUM WJTK 6oJ1ee antb(a-oaePpruHaAMU, UMEIOIIIUMU OT 3 10 12 yriiepoAHBIX AaTOMOB, UMEIOIIIUX
MOJIBHOE COJIEPKAHUE 3BEHBEB, IIPOU3BOIHBIX OT ITUJIEHA, BbIIIE 80%; U30TAKTUUECKHE
MIOJIUIIPOTIUIIEHBI U KPUCTAJUIMYECKUE COTIOJIMMEDPHI TPOINUIIEHA U 3TUIIEHA W/WIIA IPYTUX
altb(ha-osiepuHOB, UMEIOIIME COACPKAHUE 3BEHBEB, IIPOM3BOIHBIX OT IIPOIUJIEHA, BIIIE 85%
Mac.; COMIOJIMMEPHI ITponuiieHa U 1-0yTeHa, UMEIOIIUE COJIep>KaHUE 3BEHbEB, ITPOU3BOIHBIX
oT 1-OyTeHa, B unTepBaie ot 1 10 40% mac.; rerepoda3Hbie CONOIUMEPHI, UMEIOIIHE
KPUCTAJUTMUYECKYIO TTOJTUITPOITUIICHOBYIO MAaTPHILy U aMOp(HYIO a3y, BKITFOUAOIIIHE
COIOJIMMEPBI MPOTUIIEHA C ITUJIEHOM WJIM IPYTUMHU alibda-oaePpruHaMu.

B wacTHOCTH, TOTKHO OBITH OTMEUEHO, YTO KATAIIUTUYECKHUE KOMITOHEHTHI, TTOJTyYeHHbBIC
U3 YKa3aHHBIX aJIyKTOB, 00Pa3yIoT B IIPOLECCE MOJIUMEPU3ANNHN TTOJTUMEPHBIC YaCTHIIbI
MEHBIIIETO AUaMETPA, YTO JIeJIAeT CIIOCO0 CYCIIEH3MOHHOM MOJTMMEPHU3ALIUU JIerde
pPETyIUpPyEMBIM.

Crenyronye npuMepbl TPUBOIATCS 17151 TOTTOTHUTEIbHON WILTIOCTPALMU U300 peTeHUs 6e3
OTpPaHUYCHUS] KAKUM-TTHOO0 00pa30oM caMoro u300peTeHUS.

Onpenenenue XxapaKTEPUCTUK

CBolicTBa, MpeICTaBICHHBIE HUXKE, OMPENEIISIIOTCS COTJIACHO CIEAYIOIIMM METOIaM.

®paxkuus, pactBopumas B kcuitose ((KP)(XS)). PactBopumocTts B kcuitosne nipu 25°C
OIPEALNISIeTCS B COOTBETCTBUM CO CeAyIomMM MeToioM. ITpumepHo 2,5 r monumepa u 250
MJI OPTO-KCHJI0JIa TOMEIIAIOT B KPYTJIOJOHHYIO KOJIOY, 00ECIeYEeHHYIO XOI0UIbHUKOM U
00paTHBIM XOJIOAWIIBHUKOM, U BBIIEPKUBAIOT B aTMochepe a3oTa. [TonyyeHHyo cmech
HarpesaroT 10 135°C u BBIAEPKUBAIOT IIPU [IEPEMELIMBAHNY B TE€UEHUE TPUMEPHO 60 MUH.
KoneuyHomy pacTBopy MO3BOJISIIOT OXJIAAUTHCS 110 25°C MpU HEMPEPBIBHOM IT€pEMENTMBAHUN
v 3aTeM QUIbTPYIOT. DUIBTPAT 3aTEM BhINIAaPUBAIOT B TOKE a30Ta mpH 140°C 10 TOCTHKEHUS
rocTostHHOM Macchl. CoiepikaHue yKa3aHHOM paCTBOPUMOI B KCHITOJIE (hpaKIMU BEIpaXKaeTcs
B [IPOLIEHTAaX OT NIEPBOHAYATIBHBIX 2,5 T.

Cpennuit pazMep 4acTuil aJIIyKTa U KaTaau3aTOpoOB

OnpenensieTcs METOAOM Ha OCHOBE MPUHIMIIA ONITUYECKON Tudpakiuuu
MOHOXPOMATHYECKOTO JIA3€PHOT'0 CBETA C UCIIOJIb30BaHUEM ITpubopa “Malvern Instr. 2600”.
Cpennuii pa3mep gaercs kak P50. YkazanHbiM MeTo10M Takxke onpeaensitor P10 u P90.

Pacnpenenenue yactun no pasmepy (SPAN) paccunteiBaetcs 1o ypaBsaenuro (P90-P10)/
P50, rae P90 mpencrasiseT 3HaUCHUE qUaMeTpa, Tak uTo 90% o0111ero o0beMa 4acTHI UMEIOT
JIMaMETP HUXKE yKa3zaHHOro 3HaueHus; P10 nmpeacTasiseT 3HaueHue AuaMerpa, Tak uyto 10%
o6111ero o0beMa 4acTHL UMEIOT JUAMETP HUXKE yKa3aHHOTro 3HaueHus, u PS50 npeacrasisier
3HauYeHUE AUaMeTpa, Tak uTo 50% o0111ero 00 BbeMa YaCTUIl UMEIOT TMaMETP HUKE YKa3aHHOTO
3HAYEHMUS.

Ananuzatop pa3mepa yactul Mastersizer 2000 00bIYHO MOApA3IEIsAETCA HA TpU OI0Ka:

1) onTuyeckuit 0JI0K; ONTUYECKUI CEPIUEBUHHBIN OJIOK, MOIXOASIIMIMA 111 U3MEPEHUS
TBEPABIX YacTull B uHTEpBasie pazmepoB oT 0,02 7o 2000 MkM, 000pYyIOBaHHBIN IBYyMSI
VCTOYHHUKAMMU JIa3epHOTO JIyya: KpacHblii He/Ne na3ep, MomiHocTs 5 MBT, quHa BosiHb! 633
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HM, To1yooM (Auon) 1a3ep, JiIMHa BOJHBI 450 HM;

2) 610K 1151 06pas3noB; aBTOMaTUUYECKUM podbooToopHUK Hidro 2000S 111 00beMOB OT
50 o 120 mu1, paboTaroiuii ¢ BHyTPEeHHEH eMKOCTBIO, IEHTPOOESKHBIM HACOCOM, MEIIIaIKON
Y yJIbTPA3ByKOBBIM 30HJIOM C BBIXOJTHOM MOITHOCTBIO 40 BT;

3) PC nyHkT ynpaienus; noptratuBHbIil LG Pentium, ucnionb3yroiuii mporpammy Malvern
Professional software mjss Windows 2000 uimu NT. MeTtoa pa3paOOTKu JaHHBIX C
UCIOJIb30BaHUEM Mie oNTHYECKOM Teopuu (TToKa3aTenb MpejioMmiieHus: oopasua=1,596;
IMOKa3aTelb MPeIOMJIEHUS H-renTtaHa=1,39).

Meron onucanust

JL1st uaMepenuit H-rentaH (Iitoc 2 1/1 aHTucTaThka Span 80) UCIOIB3YETCS B KAUECTBE
JIACTIEPTUPYIOIIETO areHTA.

Jlucneprupyonui areHT 3arpyaT B U3BMEPUTEIIBHYIO STYEHKY, TOIA KaK CKOPOCTh
Hacoca/Melaaki yCTaHABIMBAIOT TTpu 2205 06/MUH. BBITIOTHSAIOT MOATOTOBUTEIbLHbIE
U3MEPEHUS. 3aTEM 3arpyKaloT 00paszel Mpu UCTIOTL30BAHUM CIIENUATBHOTO 3arPy304YHOTO
YCTPOMCTBA JIJIsl TBEPABIX MATEPUATIOB I CYCIIEH3UI. B 3TOT MOMEHT repe/l onpeaeieHUEM
pa3Mmepa yactuil o0paszel NoABEepraroT yiabTpa3BykoBol oopadboTke B TeueHue 30 c. [Tocne
3TOTO BBIMOJHSAIOT U3MEPEHHE.

Cpennuii pa3Mep 4acTHIl ITOJITMMEPOB

Onpenenenre NpoBOJST € UCOIb30BaHUEM ITpubopa Tyler Testing Sieve Shaker RX-29
Model B (rocraBumuk - Combustion Engineering Endecott), o6ecrieueHHOro HAaOOPOM U3 IIECTU
cut, coritacHo ASTM E-11-87, Homepa 5, 7, 10, 18, 35 u 200 COOTBETCTBEHHO.

Onpenenenue coepKaHus COJIM MeTajlla KapOOHOBBIX KUCIOT

Conu MeTasIoB, UHBIX, UeM Mg, onipeIe/IsiioT TOCPEACTBOM aHAJIU3A COJIEPKAHUS METAILIIA
METOJ0M UHIYKTUBHO CITAPEHHOM IJIAa3MEHHOM SMUCCUOHHOM CIIEKTPOCKOIIMU Ha TTpUdope
“I.C.P. Spectrometer ARL Accuris”.

OOpa3ser MoyyaroT B3BEIIMBAHUEM Ha aHAIMTUYECKUX BECaX B «PACINIABHOM» TNIATUHOBOM
turie 0,1-0,3 r kataiauzaTopa u 3 T cMecu 1/1 metabopata/TeTpadbopaTta auTus (TeTpadbopat
HATPUSI, KOTJA CTEAPAT JIMTUS UCIIOJIb3YETCS B ITOJIYYCHUH ayKTa). TUrenp moMemaroT Ha
cnaboe mamMs ropenku byH3zeHa Jj1s cTaguu TOPEeHUs U 3aTeM TOCIIe BBEICHUSI HECKOJIBKUX
Kanenb pacrBopa Kl, BBeZIeHHOr 0 B criequalibHOe yeTporcTBO “Claisse Fluxy” mjist moJtHOro
CrOpaHusi, OCTATOK coOuparoT ¢ 5% 06./00. pactBopom HNO3 u nosiBeprarot ICP-u3mepenuto.

Ilo COACPIIKAHUIO COJIM ME€TAJlJIa B KOHCYHOM TBEPAOM MATECPHUAIIC U HAYAJIbHOMY
KOJIMYECTBY U TUITY COJIM ME€TAJlJla Kap6OHOBOﬁ KHUCJIOTHI, HCHOHLSyeMOfI B ITIOJIYYCHHH, MOXKXHO
pacCunTaThb NPOUCHT U3BJICYCHUSA U, B CBOIO OUCPCAb, COACPKAHHUC COJIM METAJIJIA B TBEPAOM
MaTcpuale.

Korna ucnonb3yercs cojib Maruusi, ONpeaesIeHUe BBIMIOTHSIOT C IOMOIIBIO 'H-sIMP-
CIIEKTPOB TBEPABIX a/ITYKTOB, ITIOJIYUEHHBIX C UCIIOJIb30BaHUEM clieKTpoMeTpa Bruker AV200,
paboraromiero B Bapuante ¢ Mypre-npeodpa3oBaHUeEM MPU KOMHATHON TeMIIEpaType Mpu
200,13 MIn.

HcnpiTanue BBRIMOMHSAIOT Ha 00pasle aaayKTa, KoTopbli Obu1 Harpet oT 60°C mo 150°C
(130°C BHyTpeHHSs TeMIIepaTypa) B BaKyyMe B MUHUMalIbHOM Toke a3zoTa (0,2 6ap (20 kI1a)
OCTATOYHOE JABJICHUE) B TeUeHHUe 37 4 10 JOCTHKEHHUS (DAKTUUECKU MOJTHOTO YIaJIEHUs
9TAHOJIA, U KOHLUEHTpalKs aJu(aTUIeCcKOl KUCIOTHI/COJIM MaKCUMAaJIbHAS. 3aTeM
JIEAJIKOTOJIN3UPOBAHHBIN MPENIIECTBEHHUK PACTBOPSIOT B D-anerone u D-TpuykcycHon
KUCIIOTE U aHaim3upytoT Ha H-AAMP.

ITPUMEPBI

ITpumep 1
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B 5-mutpoBbiii peakTop 3arpyxatot 557 r 6e3sognoro MgCl,, 805 r EtOH u 6,8 T cTeaparta

Maruusi (copt Aldrich 26454). Temniepatypy nosbimatoT 10 125°C, 1 BbIACPKUBAIOT PU
JTAHHOM 3Ha4yeHuM B TeueHue 8 4. [1ociie 3TOoro nomyyeHHslii paciiaB SMYJIbIUPYIOT C
MoMolIIb10 BazearuHoBoro macia ROL OBS55 AT, HenmpepbIBHO BBOJIMMOTO B SMYJIbI'aTOP MU
125°C nepememmBanue 10BoaAT 40 2800 00/MUH U BBIAEPKUBAIOT IPU JAHHOM 3HAYEHWH B
TEUEHUE MATH MUHYT, HEPEPHIBHO 10/1aBasi MOJYYEHHYIO SMYJIBCUIO B ITEPEMENINBAEMbIT
peaxTop, CoIepKAIIUi XOJOIHBINM I'eKCaH ¢ epeMelnBanueM mpu 500 06/MuH.

TBepablii cheprueckuit MpeaIeCTBEHHUK KaTallu3aTopa 3aTeM KPUCTAIIIU3YIOT,
MIPOMBIBAIOT U CYIIIAT, COOMpasi MaTepuaJl, uMeroIuii coctas: 0,45% creapata Maruus, 57,5%
EtOH, 10,3% Mg, 30% Cl, 1,1% H,0 u P50 27,3 mxm.

ITpumep 2

[ToBTOPSIOT METOAUKY, PACCMOTPEHHYIO B IIPUMEPE 1, C TEM OTJIIMUUEM, YTO UCTIOJIB3YIOT
652 1 6e3BoHOTrO MgCl), 919 T EtOH 1 23,6 T cTeapata maraus (copt Aldrich 26454).

CoOpaHHbIl TBEP/IbIN chepruUIecKuil MpeIIeCTBEHHUK KaTaau3aTopa UMEET CIIEAY IO
cocras: 1,3% creaparta maraus, 57% EtOH, 10,3% Mg, 30,2% Cl, 0,8% H,O u P50 27,8 mxm.
ITpumep 3
[ToBTOPAIOT METOJIUKY, PACCMOTPEHHYIO B IipuMepe 1, ¢ TEM OTIIMUMEM, UTO UCTIOJIB3YIOT
557 r 6e3Boanoro MgCl,, 805 r EtOH u 34 1 creapaTta maruaus (copt Aldrich 26454).

CoOpaHHBIN TBEPIbIN chepuUIeCKuil MPeIIECTBEHHUK KaTaau3aTopa UMEeT CIIEAYOIIni
coctas: 2,4% creaparta maraus, 55% EtOH, 10,3% Mg, 30,3% Cl, 1,3% H,O u P50 21,9 mxwm.
[Tpumep 4
[ToBTOPSIIOT METOAUKY, PACCMOTPEHHYIO B IIpUMeEpE 1, C TEM OTIIMUKUEM, YTO UCTIOIB3YIOT
557 r 6e3BogHOoro MgCl,, 805 r EtOH u 68 r creapara maruus (copT Aldrich 26454).

CoOpaHHBIN TBEPIbIN chepUUeCKuil MPEIIECTBEHHUK KaTaau3aTopa UMEET CIICAYFOIIHM
coctas: 55,3% EtOH, 10,2% Mg, 29,3% Cl, 1,25% H,0, 4,0% ctreaparta maraus u P50 20,9

MKM, TOTJIa KaK paCIpeaeICHUE YACTHUIL [0 pa3Mepy cocrasiser 1,15.
ITpumep 5

B nunmuaapuueckuit cocyn oobemom 250 CM3, 000PYyI0BaHHBIN 4-ypOBHEBOM JIOMACTHOM
TYpPOMHHON MEIIAJIKOM, 3arpy>KatoT mpu komHaTHOM Temnepatype 130 r maciia ROL OD
55AT, 30 r annykra MgCl,/EtOH, conepxaiuero 57% mac. EtOH, u 0,6 r creapuHoBO#

KucnoThl. TemiepaTypy 3atem noBsImaT 10 125°C npu nepemermmmBanuu (200 06/MUH) 1
MOJICPKUBAIOT HA TAHHOM YpOBHE B TeueHUe 30 MUH. [10Cs1€ 3TOr0 3MYyJIbCHIO IEPETPYKAIOT
B 3-JIMTPOBBII COCY1, 000OPYOBAHHBIN MelIajikom, padoTaromieit mpu 500 06/mMuH,
conepxatmii 1,6 11 X0n0QHOTro u3orekcana. [locie neperpy3ku smyJibCuv TEMIIEPATYpPY B
COCY/I€ TTOBBIIAIOT JJO KOMHATHON TEMIIEPATYpPbI B TeUeHUE MpUMepHO 30 MUH U
MOJIIEpKMBAIOT B TeueHue 2 4. [locne 3Toro noaydeHHsbI TBEpAbIA MaTEPUAIT IPOMBIBAIOT
CBEKUM U30TEKCAHOM, CyIIAT U aHAIU3UPYIOT pubopom Malvern Mastersizer 2000.
Pacnpenenenue yactun no pasmepy nokasbsisaet P50 40,3 MKkM U pacnpenenieHue 4aCTUL 110
pasmepy 1,48.

[Tpumep 6

[ToBTOPSIIOT METOIUKY ITpUMeEPA 5 C PA3IMYHBIM KOJIMYECTBOM CTEAPUHOBOM KUCIOTHI 0,4
r BMecto 0,6 . Pacnipenenenue yacTun 1o pa3Mepy MOJy4eHHOTO TBEPAOro MaTepualia B
JIaHHOM cityyae rokassiBaeT P50 73,9 MxM u pacrnipenenenue yactu 1o pasmepy 1,70.

CpaBHUTENBHBIN IpUuMep 7

[ToBTOpSIOT METOAMKY TpUMEPA | € TEM OTIIMUMEM, YTO HE UCITOJIB3YIOT CTEAPAT MArHHUSL.
CoOpaHHBIN TBEPABIN chepruecKuil MpeAIeCTBEHHUK KaTajlu3aTopa UMeeT CISAYIOIUiA
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coctas: 56,1% EtOH, 10,8% Mg, 31,2% Cl, 0,45% H,0 u P50 32,7 Mxm ¢ pacrpeeineHueM

yacruil o pasmepy 1,23.

CpaBHUTENBHBIN TpUMeEp 8

[ToBTOPSIIOT METOIMKY TTpUMEpPa 3 ¢ TEM OTIMYUEM, UTO BMECTO cTeapaTa MarHus
UCIOJIBb3YIOT cTeapaT copouTana (SPAN 65): 653 r 6e3Boanoro MgCl,, 921 r EEOHu 39 ¢

SPAN 65 (Aldrich Sigma 85547). CoOpaHHBIi TBep/blii chepudecKuii IpeaIeCTBEHHUK
KaTajau3aTopa uMeeT cieayrommii cocra: 58,2% EtOH, 10,5% Mg, 30,6% Cl u P50 34,8 Mxm.
CpaBHuUTeNbHBIN TpUMED 9
Cdeprueckuit mpeamecTBeHHUK Ha 0ocHOBe MgCl, MOTy4atoT B COOTBETCTBUM C METOMKOM,

OIIMCAHHOM B IpUMeEpE 5, HO O3 BBEICHUS CTEAPUHOBOM KUCIIOTHI, C 00pa30BaHUEM TBEPIOTO
matepuaina ¢ P50 83,1 MkM ¢ pacripeneieHueM 4acTuly mo pasmepy 1,77.

ITpumep 10 u cpaBHUTENBHBIN IpUMep 11

[Tonyuenne TBEpAOro KATATUTUYECKOTO KOMIIOHEHTA

ITpeniecTBEHHUKM, ITOJIYYEHHBIE B IIPUMEPE 4 U CPABHUTEIILHOM IIpUMeEpE 7, IPEeBpaILaoT
B KaTAJIMTUYECKUE KOMITOHEHTBI B COOTBETCTBUU CO CIEAYIOLIEN METOAUKOM.

B 2-nmutpoBeiit cranbHOM peakTop, 000pyA0BaHHBIN MemaIKou, BBOAIT 1000 oM’ TiCly

rpu 0°C; mpy KOMHATHOM TEMIIEPATYPE U IIPU NTEPEMEILIMBAHUU BBOIAT 30 I BBILIEYKA3aHHOT'O
aJiTyKTa BMECTe ¢ KoJimdecTBOM quu3ooyTuindranara ((JJMbdD)(DIBP)) B kauecTBe
BHYTPEHHETO JIOHOPA C TeM, YTOOBI TTOJIYUUTh MOJIbHOE COOTHOIIIEHHEe Mg/moHOp, paBHOE 8.
Bce narpesarot 1o 100°C B TeueHue 90 MUH, ¥ TAKKE YCIIOBUS TTOIJIEPKUBAIOT B TeueHue 60
MuH. [lepeMelinBanue nmpekpaaroT U uepe3 15 MUH UKy ¢a3y OTAeNSIOT OT OCeBIIeH
TBepaoit (ha3bl, moanepxubas Temmnepatypy rnpu 100°C. JJonomHuTenbHble 00paboOTKH

TBEPAOrO MaTepuraia BbITOJHSIOT, BBOAs 1000 oM’ TiCly v HarpeBas cMmech nipu 110°C B

TeueHue 10 MUH U IOAAEPKUBAS YKa3aHHbIE YCI0BUSA B TeueHrue 30 MUH B YCIIOBUSX
nepememBanus (500 06/mun). [TepemermmBanye 3aTeM NPEPHIBAIOT U Uepe3 15 MUH KUIKYIO
a3y oTIensAIoT OT OCeBIlel TBepAoH ha3bl, Mo IepKuBas Temmnepatypy npu 110°C. [IBe

JIOTIOJTHUTETbHBIE 00Pa0OTKHU TBEPAOTO MaTepHUaja BBIMOIHSIOT, BBOAsS 1000 o’ TiCly u

Harpesas cMmech Ipy 120°C B Teuenure 10 MUH U MOAIEPKUBAs YKA3AHHBIE YCIIOBUS B TCUECHUE
30 muH B ycnoBusix nepeMermmBanus (500 o6/mun). [lepeMernmBanue 3aTeM MpepbIBAIOT U
yepe3 15 MUH KUIKYIO a3y OTAEISIOT OT OCEBILEH TBEP10it (pa3bl, MOAAEPKMBAs TEMIIEPATYPY

nipu 120°C. 3aTeM BBINOJHSIOT 3 TPOMbIBKHY 110 1500 cM® Ge3BOHOTO reKcaHa ipu 60°C u 3

npombiBKH 110 1000 oM’ Ge3BOHOTO reKcaHa IIpY KOMHATHOM Temiiepartype. IlomyueHHbli
TBEP/IbI KaTAJTUTUUECKUI KOMIIOHEHT 3aTE€M CYIIAT 110J1 BAKYYMOM B aTMocdepe a30Ta npu
temreparype B untepnaiie 40-45°C.

DKCIIEPUMEHT IO MOJIMMEPHU3ALUH MTPOIUIIEHA

Hcnonb3ytoT 4-TUTPOBBIN CTAIBHOM aBTOKJIAB, 00OPYA0BAHHBIN MEIIAIKOMN, TaTYMKOM
JIaBJICHUsI, TEPMOMETPOM, CUCTEMOM IIOJAAYX KaTajau3aTopa, JUHUSIMHU [101aYM MOHOMEpPA U
TepMocTaTupyolen pyoamkoi. B peaktop 3arpyxatoT 0,01 r TBepI0ro KaTaIUTUYECKOTO
kommnoHeHnTa, 0,76 r TEAL, 0,06 T IMKJIONeKCUJIIMMETOKCUCHIIAHA, 3,2 J1 iponuieHa v 2,0 11
Bogopozaa. Cucrtemy HarpeBaroT 10 70°C B TeueHue 10 MUH pU NTepeMeIIUBaHUN U
BBIJIEP’KUBAIOT B YKa3aHHBIX yCIOBUSIX B TeueHUe 120 MuH. B KOHIE mOIMMEpU3aLnKU TOJIUMED
U3BJICKAIOT MPU YAAJIEHUU KAKUX-IMOO0 HEMPOPEeArnpOBaBIIMX MOHOMEPOB U CyLIAT MO/
BakyyMoM. Pe3yibTaThl nmpecTaBieHbl B Tabuie 1.

CpaBHUTENBHBIN TpuMep 12

B peaktop o6beMom 500 Mt ¢ Melankoi u pyoarikor 3arpyxarT 100 mi maciia ROL
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OB55 AT u 3atem 99 r 6e3BogHoro MgCl,. Kak tonpko kpucraiisl MgCl, roMOreHHO

JUCTIEPTUPYIOTCA B MACIE, TAK UTO JOCTUTAETCs JIyUlllee CMELIEHHUE U YIIPABIICHUE
9K30TEPMUUECKHM [TOBEJCHUEM, B peaKTOP ObICTpO 3arpyxaroT 143 r EtOH npu MHTEHCMBHOM
riepeMelnMBaHum. Korna BHyTpeHHSIs TEMIIEPATYPa ECTECTBEHHO MTOBBIIIAETCS OT KOMHATHOMN
TeMIiepaTypsl o Temrnepatypsl mpuMepHo 80°C kak 3(hPeKT IK30TepMUUECKON PeaKIuy,
TIIATEIbHO 3aKYMOPEHHBIN peakTop ¢ pydarikoit HarpeBaeTcs 40 125°C ¢ moinyyeHUeM B
pe3yibrare pacruiaBiieHus: Komruiekca MgCly-CriupT, KOTOPBIN BBIAECPKUBAECTCA IIPU TAHHOW

TEeMIIepaType B TeueHue 5 4. [1ocie 3Toro pacruiaB KOJIMYECTBEHHO MIEPErPYKAIOT HA CTAAUIO
SMYJIbTUPOBaHUS, rae yxe coaepxurcs 1000 mir maciia ROL OBS5 AT nipu 125°C (mpouHbIe
3-IUTPOBBIE PEAKTOPBI, UMEIOIIUE CTATIbHYIO TOJIOBKY C BBIAEPKKOW B IOJIOKEHUU TOHKOMN
AJIIOMUHUEBOM MEPErPy30YHOL TPYOKHU C BHYyTPEHHUM auamerpom 1,8 mm). Pacmias 3aTem
SMYJIBTUPYIOT Ba3eIMHOBBIM MACIIOM C ITOMOIIbIO MeIIajiku, paboTaroiett mpu 1500 06/MuH
B T€YEHHE BPEMEHH, HEOOXOIMMOT O JJIs MOJAYM SMYJIECHU Ha CTAAHIO OBICTPOTO OXJIaXKICHHS
(mpumepHo 2-3 muH). [Tocne 1 muH nepememBanus aapieHue azota ((0,3 6ap)(30 xI1a)
MOJIAI0T B PEAKTOP C IMYJIbCUEH C TeM, UTOOBI JOCTUTHYTh HENIPEPBIBHOM MEPErpy3Ku
SMYJIbITMPOBAHHOM CMECH YEPE3 TOHKYIO TPYOKY B 10-TUTPOBBIN peakTop, COAepKAIIMIA 7 1
XOJIOAHOTO rekcana mpu -7°C ¢ TeM, YTOOBI TOJIYyYUTh OBICTPOE OXJIAXKIEHUE PACIIABICHHOTO
Martepuasa 1 IOCTUTHYTh 3aTBepeBaHus cdep 0e3 npesbitnenus 0°C. TBepasiii cheprudeckuit
MPEIIECTBEHHMK KaTaInM3aTopa 3aTEM KPUCTATUIM3YETCS, IPOMBIBAETCS U CYLIUTCS, TPUUEM
coOpaHHbIe 88 T MaTepuaja UMEIOT COCTaB U pa3Mep, IIpeACTaBlIEHHbIE B TabuIe 2.

ITpumepsr 13-20

Bce skcriepuMeHTHI BBIMOJIHSIOT B TAKUX XK€ YCIOBUSIX, KAK PACCMOTPEHO B CPABHUTEIILHOM
npumepe 11, ¢ TeM otimuueM, uto B gomnosHenue K MgCl, v 3TaHOIy TaKXKe BBOAST

KOJIMYECTBO CTEAPATHOIO MPOU3BOJHOTO, YKa3aHHOIO B Tabinuue 2. B Tabnuue 2 takxe
MpEICTaBIEHbl (PU3NUECKUE U XUMUUECKUE XapAKTEPUCTUKHU MOJIyYEHHOI'O TBEPIOTO
Martepuala.

Hocwurens, nomyyennsiil B npumepax 13-15, 19 u cpaBHATENBHOM ITpMepe 12, UCTIONB3YIOT
JUIA ITOJIyYEHUsl TBEPAOI'0 KaTAJIUTUYECKOTO KOMIIOHEHTA B COOTBETCTBUU C METOIUKOM,
OInrca”HHoM B mpumepe 10, ¥ 3aTeM UCIIONIB3YIOT JIS1 TOJIMMEPU3ALUs TPOIIUIIEHA COTTIACHO
o0111el TeXHOJIOTUM. Pe3yIbTaThl B OTHOLLIEHUH CpeIHEro pa3Mepa yactul noiauMepa ((CPY)
(APS)) npencraBiieHbl B Tabuue 3.

Tabnuua 1
Mpuvep | M8 Ti omee | PSO AkTuBHOCTb |HepacTBo-| CPY (mkm)
(% mac.) |(% mac.) |(% mac.) | (MKkm) (kr/r) pyMble B
kcunone
(% mac.)
10 18 29 10.6 19.1 61.1 973 1130
Cpashur. 11 | 194 29 10.8 33 60.6 97.1 1904
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Tabnuua 2
Mpumep MonyueHue XapaKkTepucTUk1 NpojyKkTa
X (r) | X(wn) | Mg X EtOH | P50 Span
d (% mac.)|(% mac.)|(% mac.)|(% mac.)|(MKm)
Cpasnur. 12| - - 10.2 - 57.3 69.9 1.07
13 6.05 | Mg 9.8 2.37 552 |455 1.20
10 14 6.05 [Ca 9.5 225 56.8 63.8 1.15
15 6.05 | APd 9.8 242 55.5 44.1 1.09
16 6.10 | APt 10.2 2.18 56.0 |442 1.28
17 64 |Na 9.9 237 545 382 1.3
5 18 6.6 |Zn 10 2.39 56.1 522 1.02
19 6.05 | Li 99 2.15 574 1498 0.99
20 67 |K 10 277 559 431 1.14
20 Mg - creapaT MarHus
Ca- creéapaTt Kajlbuus
Ald - AJIFOMUHUMMOHOTUIPOKCUIUCTEAPAT
APt - AIIIOMUHMICTEApaT
Na - creapat HaTpus
Zn - cTéapart HMHKa
Li - creapar nurus
25 K - creapat xanus
Tabnuua 3
Mpumep Mg Ti 6o P50 CPY
(% mac.) {(% mac.) |(% mac.) |(Mkm) (MKMm)
30
13 19.8 27 113 39 1842
14 204 26 10.5 51 1865
15 19.7 3.1 11.1 41 1694
35 19 17.2 22 na. 41 1783
Cpasumr. 12 | 192 25 10.2 67 2575
dopmyna u3006peTeHus
40 1. TBepable aiTyKThI, COJICPKAILIHE:
- MgCl,,
- ciupt ROH, B koTopom R npeacrasisier C-Cj yIriIeBOAOPOAHYIO ITPYIILY,
MIPUCYTCTBYIOLIYIO B MOJIbHOM cooTHoIeHuu ¢ MgCl, B untepsasne ot 0,5 110 5;
45 - anudaTUIECKYI0 KapOOHOBYIO KMCIIOTY, UMEIOIIYIO OT 8 /10 22 yIiIepOIHBIX aTOMOB,

WJIY €€ COJIb METAJIA, PUCYTCTBYIOIIYIO B KOJIMUECTBE MeHee 15% mac. 1o OTHOLIEHUIO K
obmieit Macce aJIyKTa.
2. TBepaple aayKThl 10 1.1, B KOTOPBIX R Be1OpaH 13 C;-Cg TMHEHHBIX UJIM PA3BETBIIEHHBIX
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YIJIEBOJOPOIHBIX TPYIII.
3. TBepaple auTyKThI IO I1. 1, B KOTOPBIX UMCIIO Mosier ciiupTa Ha 1 monb MgCl, HaxoauTes

B uHTepBae ot 0,8 no 4.

4. TBepaple aAAyKTHI 1O 1.1, KOTOPBIE co/iepKaT aludaTUIecKyro KapOOHOBYIO KUCIOTY
WJIY €€ COJIb MeTajuia B KonmuecTBe B uHTEpBaJie oT 0,1 1o menee 10%.

5. TBepaple aAAyKTHI 1O 1.1, B KOTOPBIX anudaTuueckass KapOOHOBas KUCIIOTA U
MIPOU3BOHAS COJIb MeTalJIa BEIOpAHbI U3 KAPOOHOBBIX KUCIIOT, UMEIOLIMX C1-Cy() YIIIEPOTHBIX

aTOMOB.

6. TBepable aAYKTHI 110 1.1, B KOTOPBIX METAJLIT COJIM BhIOpaH u3 Na, Li, K, Mg, Ca, Zn u
Al

7. TBepable aqAyKThI IO 1.6, B KOTOPBIX METAJL1 BbIOpaH 13 Na, K, Mg u Al

8. AITyKTHI 110 I1.5, B KOTOPBIX ajdudaTudeckass KapOOHOBas KMCIOTa BbIOpaHa U3
KapOOHOBBIX KUCIOT C JIMHEHHOM LETBIO.

9. AanyKTHI 11O 11.8, B KOTOPBIX COJIb METAJIIA alTu(paTUIECKOM KAapOOHOBOM KHCIOTHI
BbIOpaHa M3 cTeapaTa MarHus, ojieaTa MarHusi, NaJibMUTaTa MarHusl.

10. AnayKTsI 110 JTI0O0MY U3 TI1.1-9, KOTOpBIE HAXOAATCS B ChepUIECKOM WIn
chepounansHoit hopme.

11. Cnioco® nosydeHus TBEPAbIX aA0yKTOB, coaepxxkaumx MgCl, u ciupt ROH, B koTOpOM

R npeacrasisieT codomt C-Cj () yIriaeBoAOPOAHYIO I'PYIILY, IPUCYTCTBYIOLIYIO B MOJIBHOM
cootHoteHuu ¢ MgCl, B untepBase ot 0,5 10 5, coaepKaiui:
- konTaktupoBanue MgCl,, cupta ROH u ammdatryeckoit KapOOHOBOM KUCTIOTHI,

UMeEIoLIEH 8-22 yriepoaHbIX aTOMOB, UJIU €€ COJIM METAJlJIa B KolndecTBe MeHee 15% mac. o
oTHoLIeHuIo K ob1ent macce MgCl, 1 ROH 1 yka3aHHOM KUCIIOTBI WM COJIH;

- HarpeBaHHWe CUCTEMBI ITPU TAKOM TeMIlepaType, YTO MOJIYyUaroT KXKUJIKYIO dasy,
conepxaiiyo MgCl,, ciniupT ¥ yKa3aHHYIO KUCIIOTY WJIM COJIb METAJLIA;

- SMYJIBTUPOBAHME YKA3aHHOM KUAKOM (ha3bl B XKUIKOMN cpefie, KOTopasi sIBJISIeTCS
HECMEIINBAIOIICHCS C HEM;

- OBICTPOE OXJIAXKICHHE ITOJTYYEHHOM TAKUM 00pa30M 3IMYJILCUM ITPU KOHTAKTUPOBAHUHU
€€ C MHEPTHOMW OXJIAXKJAOIIEH )KUJIKOCTBIO C ITOJIYYEHUEM B PE3YJIbTATE 3aTBEPICBAHUS
AMYJIbIMpoBaHHOM (a3bl B hopMe chepruecKkux YacTHIL.

12. Crioco6 mo 111, B koTopoMm amudaTudecKyro KapOOHOBYIO KUCIOTY WIIM COJIb MeTaJllIa
UCIIOJIb3YIOT B KoJInuecTBe B MHTepBaJe ot 0,1 10 meHee 10% 1o OTHOILIIEHUIO K 00111et Macce
aJUTyKTa U BBIOUPAIOT U3 KapOOHOBBIX KUCIOT, UMeIoIUX Cjy-Cy() YIIIEpOAHBIX ATOMOB.

13. KaTanuruyeckue KOMIIOHEHTHI [IJIs TTOJIMMEPU3aLUU 0JIeUHOB, TTOTyyaeMble
B3aUMOJIEUCTBUEM AJAYKTOB 110 JII0O0MYy U3 M11.1-10 ¢ coeqMHeHNEeM MepEeX0ITHOr0 MeTalIa
oJiHOM U3 rpynil [V-VI nepruoanyeckon CUCTEMBI 3JIEMEHTOB.

14. KatanuzaTtop ais monmuMepusanuu anbda-onepunoB CH,=CHR, rae R npencrasiser

BOAOPO/I WM YIJIEBOAOPOIHBIN PAAUKAIL, UMEIOLINIA 1-12 yriIepoIHbIX AaTOMOB, ITOJIy4YaeMblIH
MPU B3aUMOJIEUCTBUM KATAIMTUYECKUX KOMIIOHEHTOB 1O I1.13 ¢ Al-aJIKuiI-COe IMHEHUSIMU
HEOO3aTEIbHO B MPUCYTCTBUM BHEUIHETO 3JIEKTPOHOIOHOPHOTO COEAUHEHHS.

15. Crtoco6 mouMepu3anyu oe(UHOB, OCYIIIECTBIICHHBIN B IMPUCYTCTBUM KaTaau3aTopa
1o 1.14.
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