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Cnmcok NpuHATHIX B padoTe cokpauieHuii 1 a00peBUATYp

SBA-15 — «Santa Barbara amorphous — 15» - AMopdHbIif KpeMHEe3eM
o0JaIaroIiii ME30TIOPUCTOMN CTPYKTYPOH, MUKPOYACTHIIBI KOTOPOTO COACPIKAT
HAHOPA3MEPHBIE MOJIBIE KAHAJIBI,

IIBA - [ToBEpXHOCTHO aKTUBHOE BEILIECTBO;

MCM-41 — «Mobil Composition of Matter No. 41»- Me3omopucTblii
KOMITO3UITMOHHBIN MaTepuas Ned1;

MCM-48 — «Mobil Composition of Matter No. 48» Me3onopucTsiii
KOMITO3UIIMOHHBIN MaTepuai No4§;

HTAB — Heruntprammonuii Opomun;

TEM - «Transmission Electron Microscope» - TpaHcMHUCCHOHHBII
AJIEKTPOHHBIN MUKPOCKOI,;

SEM - «Scan Electron Microscope» - CkaHupyroIIuii 3JeKTPOHHBI MUKPOCKOIT;

II9M - [IpocBeunBaromnii 3JIEKTPOHHBIA MUKPOCKOIT



BBEAEHHUE

1.1 AKTyaJbHOCTb padoThI.

Onna w3 mpoOieM COBPEMEHHBIX UCCIENOBaHM B 00JacTH KaTaiusa
3aKJIIOYaeTCs B pa3pabOTKe TeTEPOreHHBIX KaTaau3aTopoB, O0JIaJaIONINX
CEJICKTUBHOCTBIO MPOTEKAHUS KATATUTHUECKOW PEaKIMKU U 00eCrieYeHUs] BICOKOTO
BBIXOJIJa  CHHTE3UPYEMOTO  TpOAykTa. Pojb TIaBHOTO KOMIIOHEHTa B 3THX
KaTaau3aTopax - METAJUIMYECKUX YaCTHUIl UIU OKCHUIOB COCTOUT B OOpa3oBaHUU
KaTaJIMTUYECKU aKTUBHOTO IIEHTpa Ha moBepxHocTH. Kpome Toro, TpeOyercs He
TOJILKO OCYIIIECTBUTD CUHTE3 Karammzatopa ¢ n30UpaTeTbHBIMU
XapaKTEepPUCTUKAMU, HO U 00€CTICUHTh, HAPSIIy C MPOU3BOJUTEIHHOCTHIO, TPOCTYIO
W JICTIEBYIO0 TEXHOJOTHIO WX TMOMydeHUs . [ 3TOro HEOOXOIUMO TBHUTATHCS B
HalpaBJIeHUM  pa3padOTKHM  HOBBIX  MEPCHEKTUBHBIX  pEUIEHUH,  YTOOBI
CUHTE3UPOBATh KaTAIM3aTOPhI, XapaKTEPUCTUKU KOTOPHIX MOTYT OBITh 3apaHee C
MOJICJTUPOBAaHBl M  OCYIIECTBJICHBI  HamOojee palHMoOHAIBHBIM  00pazoMm.
JocTikeHne HEoOXOJMMBIX TapaMeTpOB B TETEPOTrE€HHBIX KaTaau3aTopax
BKJTFOYAIOT B c€0s HAXOXKICHUE ONTUMAJILHOTO COCTaBa U COOTHOIIIEHNE aKTUBHBIX
YacTUI] — TIEPEXOAHBIX METAIOB, WX pasMep U (GOpMy; pPETyIHpOBaHUC
COJIep KaHUsl M paclpeliefieHuss Top 1o pa3Mepy, a TaKkKe OPTraHU3aIMOHHYIO
CTPYKTYpY TOPHCTON ceTh. ITa MHOTOYPOBHEBAas 3ajada SIBISICTCS CIIOKHOW H
TakuM 00pa3oMm, pa3paboTka KaTaiuzaTopa C TPeOYEeMBIMU XapaKTEPUCTUKAMH U
KOHTPOJIb CHHTE3a SBJSICTCSA CEPhe3HOW TEXHOJIOTMYeckor mpoodsemoit [7 — 9].
Jlornyecknii MOIXOM K ATOM MpoOJEME COCTOWT B TOM, YTO BBIJCIMB OJUH W3
napamMeTpoB, HAYYUTHCS YIPABISATh UM B CHCTEMATUYECKOM TMOPSIKE, a 3aTeM
UCIIBITaTh €r0 BIMSHWEC HAa KATAIUTUYECKYIO aKTHBHOCTh. Pa3paboTaHbl psin
METOJ/IOB,  TMO3BOJIAIOIIMX  OCYIIECTBUTh  A(M(PEKTUBHYIO  HUMMOOMIHA3AIUIO
METaJUIMYECKUX YacTHI[ ¢ TOJJEPKAaHUEM BBICOKOW aKTUBHOCTU TMOBEPXHOCTH
marepuanioB [10,11]. Ogaum 13 HamboJiee U3BECTHBIX METOJIOB SBIISIETCS CHOCO0,
OCHOBAaHHBIA Ha 3aMEIICHUH OJU3KUX M0 pa3Mepy MOHOB, HANPUMEP IOJIOKKA
MIOPHUCTOTO OKCHJA IMPOMHUTHIBACTCS METAIMYCCKUM TPEKypCcoOpoM (Hampumep,
pacTBOpPOM  3aMEIIAaeMOM COJIM) IMOCIE Yero TMPOM3BOIUTCS TEPMHUYCCKAs

4



00paboTKa U BOCCTaHOBJIEHHE 3JIeMeHTa ¢ oMolibio Hy. B 3aBucumocTu ot Buza
METANIMYEeCKUX HaHodacTtull [6,12,13] Moryt ObITh yTOYHEHBI MapaMeTpbl
Moaupukanuu (QyHKIUOHAIU3ALUU ONOPHOW MOBEPXHOCTH IOCIIE CHHTE3a, IS
PEryIMPOBAHUS MPOLECCOB €€ B3aMMOJEHCTBHUA C IMPEKypcOpaMy IMOBEPXHOCTH
[14]. bnaromapsi cBoeit mpocTtoTe W 3(PPEKTUBHOCTH, STOT METOJ SBISCTCS
YCIEWHBIM Ul KPYNHOMAcCIITaOHOTO IPOU3BOJCTBA KaTaJlM3aTOPOB, OHAKO,
HAHOYACTHLIBl METAJUIOB, O00pa3yrolle aKTUBHYIO IMOBEPXHOCTh, KaK MPABUIIO,

XapaKTepU3yIOTCs OTCYTCTBUEM eMHO00pa3us GopM U pa3mMepoB.

CreneHb M3YYEHHOCTH MPoOJieMbl. AHaIW3 JUTEPATYpPHBIX JTaHHBIX
MOKA3bIBAET, UTO CTPYKTypa ME30MOPHCTOrO KpPEMHE3EMa CUUTAETCS HICaJIbHOU
JUISL TIOYYEHHsI TETEPOre€HHBIX KaTalu3aTOPOB M3-3a OOJIBIIONW MOBEPXHOCTU U
peryiupyeMoro pasmepa mop. B uwactHocTu, Takod ocHOBOM sBisercs SBA-15
BIICPBBIC CHUHTE3MpOBaHHBIM Wkao u ap. B 1998 romy [16]. OH mMmeeT BechbMma
COBEPIICHHYIO T'E€KCaroHAJIIbHYI0 CTPYKTYypY C MapajyiebHbIMU KaHajlaMu |
peryaupyeMbiM pasMepoM mop B jauamnasone 5-30 nm [17]. Drot pasmep umeet
OoJibllIOE  3HAYEHWE [IJIs  KaTajiu3a, IOCKOJbKY pa3Mepbl KOMIIOHEHTOB
KaTaJIn3aTOPOB — aKTUBHBIX METAJUTMYECKUX YACTHI] HaXomaTcs B auamna3oHe 1-10
HM. SBA-15 xopoiio moaxouT B KadyecTBE 0a30BOM CTPYKTYpPhI, KOTOPasi MOKET
COJIepKaTh OTACJIbHBIC YACTHUIIBI MeTauia B nopax. [lopsl sSBIAIOTCA JOCTATOYHO

ITUPOKHUMH, YTOOBI 00CCIICUUTD JIETKYI0 TU((Y3UI0 pEarecHTOB U MPOTYKTOB.

Hcnonp3oBanue nepuoaudeckoi ctpykTypsl SBA-15 npoaemonctpupoBaio
o0mMii MoAXox K pa3padOTKe KaTalu3aTopoB C Pa3BUTOM MOBEPXHOCTHIO.
OtcTynas OT TpaJuLUMOHHBIX METOJIOB MPUTOTOBJICHMS, KaTaJIU3aTOPbl C YETKO
ONpEJEICHHBIMUA pa3MepPaMl HAHOKPUCTAJUIOB Pt, ObUIM CMHTE3UPOBaHbI HOBBIM
HKCIEPUMEHTAJIbHBIM MPUEMOM B  MPUCYTCTBUM areHTOB -  IIA0JIOHOB
noBepxHocTU. B 3TOM  ciiyyae pa3mMep M (opma HaHOUACTUL SIBISIOTCS

OJIMHAKOBBIMH M IepecTpanBaeMbIMU B nrana3zone 1,7-8am [16,17].



CBa3b qMcCepTANMOHHOI PadoThl ¢ TEMATHYECKUMM IJIAHAME PadoT.
PaboTa BemonHsack Ha Kadenpe AHATUTUYSCKON XUMHUU W TEXHOJIOTHH
onaropoanbix metaiioB TXTU B coorBeTcTBUU ¢ Temoit HUP kadeaprl. Cunres u
UCCIICIOBaHMSI CTPYKTYp  MPOBOJWINCH Ha Kadeape KUHETUKH U KarTajau3a
[lo3nanckoro VYHuBepcurera uM. Agnama MunkeBnda noa PYKOBOACTBOM
npodeccopa M. Banuiikoro.

eab uccaenoBaHus.

N3yuenue BO3MOXHOCTH CHHTe3a u Moaudukanuu Ti0, HaHOUYaCTHIIAMU
IUTATUHBI METO/IOM TEMILUIATHOTO CHHTE3a ¢ mpuMeHeHnem SBA-15.

3agaum uccJae10BaHUA.

JIis JOCTHXKEHUsl YKa3aHHOU 11eJT HE0OX0AMMO OBLJIO PEUIUTh CIIETYIOIINE
3a/1a4H:

HccnenoBarts YCIIOBHSI TEMILJIATHOTO CUHTE3a KaTaJIM3aToOpOB
neapoMaruzanuu Ha ocHoBe T10;, MOAU(UIMPOBAHHOTO TUIATHHOM;

HccnenoBaTh HAHOCTPYKTYPhl ME30- W MHUKPOIOpP CHHTE3MPOBAHHOTO
KaTajn3aTopa METOIOM JIEKTPOHHON MUKPOCKOIIHNH;

Hccnenosartp KAaTAJIMTUYECKYIO aKTUBHOCTD CUHTE3UPOBAHHBIX
KaTaJu3aTOpOB M YCTaHOBUTh (DAaKTOpbI, BIUAOIUME  HAa 3(PPEKTUBHOCTH
KaTaJIMTUYECKUX CBOMCTB;

O0beKT M npeaAMeT UCCJIeI0BAHNS.

O0bexkTaMu HMCCICAOBAHUS SBISIOTCS CUHTE3UPOBAHHBIA ME30MOPHUCTHIN
kpemHezeM SBA-15, m3ompomokcu TuTaHa, TeKCaxJIOPIUIATHHOBAs KHUCIOTa U
JIpYrU€ peareHThl, Ha OCHOBE KOTOPBIX OBUIM CHHTE3UPOBAHBI OOpa3IIbI
TUTAHILJIATUHOBBIX KAaTaJIM3aTOPOB HOBOI'O IMOKOJIEHUS, B KOTOPBIX HAHOKPHCTAIIIIBI
IUIATUHBI PACHOJIaralOTCs B HAHOMEPHBIX MOJBIX KaHAJIAaX CTPYKTYpPbl OKCHJA
TUTaHA.

IIpeamerom uccieI0BAHUM SBIIIOTCS:

-CUHTE€3 O00pa3llOB HAHOCTPYKTYPHBIX TUTAHIUIATMHOBBIX  KaTajlu3aTOPOB,;
UCCJIEIOBAHUE WX CTPOECHHUSI METOAOM 3JIEKTPOHHOM MHKPOCKOIIMHA BBICOKOTO

paspelieHus;,



-UCTIBITAHUS ux s pexTuBHOCTH npu KAaTaJIMTUYECKOM CUHTE3€
METUJILUKIIOr€KCaHa U3 PEaKIMOHHOM ra30BOM CMECH BOAOPO/Ia U TOJIYOJIa;
-yCTAHOBJICHUE ONTHUMAJbHBIX [apaMETPOB TOJYYEHHUS TUTAHILJIATUHOBOTO
KaTaau3aTropa.

OcHOBHBI€ 110JIO’KEHHUSI, BBIHOCUMbIE HA 3alIUTY:
- pa3M4YHbIe BapUaHThl CUHTE3a 00pa3I[0B TUTAHIUJIATUHOBBIX KATAJM3aTOPOB Ha
OCHOBE HCIIOJIb30BAaHUSI AareHTa-madioHa, B KadyeCTBE KOTOPOro IPUMEHEH
Me30MOpUCTHIN kKpemHezeM SBA-15;
- pe3yJabpTaThl MCCIEIOBAaHUSA METOJOM 3JIEKTPOHHOM MHUKPOCKOIHMH BBICOKOTO
paspenieHusl ycaoBUH 00pa3oBaHUs HAHOPA3MEPHBIX CTPYKTYpP, COCTOSIIIMX U3
NapaJuIelbHBIX ~ KAaHAJIOB  TEKCAarOHAJBHOTO  CEYEHMsS ~ OKCHJA  TUTaHa
MOAU(PUIMPOBAHHBIX HAHOKPUCTAIJIAMU TUIATHHBL;
- pe3yibTaThl M3y4YeHUs Ha J1abOpaTOPHOM SKCIEPUMEHTAIBHON YCTaHOBKE
KaTaJIUTUYECKUX  CBOMCTB  00paslioOB, YCTAHOBJEHHBIX IO  KOJHUYECTBY
0o0pa30BaBIIETOCS] ~ METWILMKIOTEKCAaHa B PE3yJNbTAaTe€  KaTaIUTHYECKOTO
B3aMMOJICUCTBUS Ta30BOM CMECH BOJOPOAA U TOIYOJIA;

Hayuynass HoBuU3HA padOThI COCTOMT B TOM, 4YTO. BIIEPBHIE HAa OCHOBE
NPUMEHEHHUs ME30MOopUcToro amoppHoro kpemuezema SBA-15, mzompomnokcuna
TUTaHa, T€KCAXJIOpUIa IJIATUHBI U BCIIOMOTATENIbHBIX PEAr€HTOB CHHTE3UPOBAHbI
oOpa3upl  KaTaJM3aTOpOB  JeapomMaTu3audd . MeTogamMu  3JIEKTPOHHOMN
CHEKTPOCKOIMM BBICOKOI'O PAa3pELICHHs] YCTaHOBJIEHA CTPYKTypa KaTaJlu3aToOpoB ,
B KOTOPBIX B HAaHOPAa3MEpHBIE MOJIbIE KAaHAJIbI OKCHJA TUTAaHA IeKcaroHajIbHOTro
CEYEeHMS] MOJIU(PHUIIMPOBAHBI HAHOKPHUCTAIIJIAMU TIIATHHBI.

[Tonmy4yeHHBIE SKCHEPUMEHTAIBHBIE PE3YJbTAaThl OTKPHIBAIOT IEPCIEKTUBBI
HOBBIX HCCIEAOBaHMN U pPa3pabOTOK IO TMOJYYEHUI0O HAa OCHOBE JaHHOTO
HaMpaBJCHUS CHHTE3a AHAJIOTHYHBIX KaTaJIU3aTOpOB  MOAUGPHUIIMPOBAHHBIX
HAHOKPHUCTAJIAMU PEIKUX U OJIaropoIHBIX METAIIJIOB.

AnpobGamuss  pabdorbl. Pe3ynbprarh JMCCEPTAIMOHHONW  pabOThI

OMyOJIMKOBAaHBI B MaTepuajax  pPECIyOJMKAHCKOW  HAyYHO-TEXHUYECKOUN



koHpepenuii «»Camapkana ,2009 ¢ u gonokeHa Ha CEKIIMOHHOM 3aceaHuu
JTAHHOUW KOH(EPECHIIHH.

CTpykrypa W o00beM auccepramuu: Jluccepramms HamucaHa Ha 65 cTp.
KOMITBIOTOPHOTO TEKCTa M COCTOMT W3 BBEICHHUS, TPEX TIJIaB, 3aKIIOYCHHUS U
BBIBOJIOB, cOAepUT 6 Tabm. 15 puc.,, a Tawke Oubmuorpadpuro w3 97

JIUTCPATYPHBIX CCBHIJIOK.



T'JIABA |. JUTEPATYPHbII OB30P
BJIUSIHUE COJEPKAHHMSI Al HA AJCOPBLIMOHHBIE, TEKCTYPHBIE U

CTPYKTYPHBIE XAPAKTEPUCTUKH ME3OIIOPUCTOM MHUHEPAJIBHOM

ME30®A3bI TUITA SBA-15

WccnenoBanue  BAMSHUMSA  MMIUIaHTauMud HWOHOB Al  Ha  cBoiicTBa
AIFOMOCUJIMKATHBIX ME30TMOPUCTBIX MUHEpadbHBIX Me3oga3 Tuma SBA-15 B
MOCJIeTHUE TOABI MPUBJIEKAECT BHUMAaHWE MHOTUX HcclefoBaTenei. MMrianTanuio
Al mpoBoaMIM HEMOCPEACTBEHHO B ycloBUSX cuHTe3a SBA-15 B crmabokucmoii
cpene npu pH- 2.9. [lokazaHo, 4TO B 3TUX YCIOBHUSX KojaudecTBO Al, KoTopoe
MOJET OBITh UMIUIAHTHPOBaHO B Kapkac SBA-15, orpanuueno (makcumym 7.2
Moi. %). CornacHo maaHHbiM PDOC, MOHBI aFOMHUHUS BHEAPSIOTCS B MaTPUILY
OKCHJIa KpEMHHUS, a HE TIPUCYTCTBYIOT HA IIOBEPXHOCTH B BUJIE OTNEIbHOM (ha3bl.

N3yuenue azacopbuuu azota npu 77K u  pe3ynpTarhbl, MOITYyYEHHBIE
METOJAMH PEHTIC€HOBCKON TU(PAKTOMETPUU M 3JIEKTPOHHOM MHUKPOCKOIUHU
BBICOKOTO pa3pelieHusi, CBUACTEIbCTBYIOT, YTO MaTepuaibl Al-SBA-15 obnanator
reKCaroHAJIbHON CTPYKTYpPOH OAHOPOJHBIX MO AUAMETPY MOP-KaHAJIOB JUAMETPOM
8,3 HM. a mapaMeTp HX »3JIeMEeHTapHou suelku paBeH 12,3uM. C pocTom
conepkanust Al yBenuuuBaeTcs cTeneHb KpUCTAUIM30BAaHHOCTH MaTepHara.
Me3onopucTble CHIIMKaTHbIE MaTE€pHalIbl, MOTYYEHHbIE Pa3TUYHBIMU METOJAMH
OTKPBLIM HOBBIE BO3MOKHOCTH YBEJIMYEHUS MPEIEIBHOTO pa3Mepa Nop LEOIUTOB.
['ekcaronanpubii MCM-41 u xyOuueckuit MCM-48 Obuii CHHTE3UPOBAHBI C
HCIMOJIb30BaHKWEM TPaAUIIMOHHON MATKOM 30J1b-T€JIb TEXHOJIOTUM ¢ TToMolbio [TAB
- YETBEPTHYHOIO0 aMMOHHUS KaK Ha MOHHOW Matpwuile, Hamomooue LITAB [1, 2].
Haunbonee BaXHbIM (PAKTOPOM pEryJMpPOBaHUS CTAOMIBHOCTHIO KOHEUYHBIX (a3
ObUTO MPHHATO comocTaBiieHue 3apsanoB. Ctyku [3,4] npeaIoxuiI UCHoab30BaTh
HenoHoreHHele [IAB B Kkucimoil cpege misi MOJYYEHHS TE€KCAarOHAJIbHOTO
Me3omopucToro cuinukara SBA-15 ¢ JIMHHBIMU TOJICTOCTEHHBIMH ITOPaMHU.

Hanuune B SBA-15 me3onop u Mukporop, ObUT0 JOKa3aHO MCCIISI0OBAHUEM
BOT uzorepm u TOM. B o6uiem, nouTu Bce OpraHnueCcKre MOJIEKYJIbl MOTYT OBbITh

HCIIOJIB30BaHbI B KAYCCTBC PACTBOPUTCILA IIPH IICPCBOAC KECCTKUX HCOPTAaHUYCCKHUX
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MOPUCTBHIX MATEPUAIIOB B pACTBOPUMOE cOCTOsiHME. OJTHUM U3 CBOWCTB SIBJISIETCS
BO3MOYKHOCTh CBOOOJTHO M3MEHSTH CTPYKTYpY Top (TekcaroHaiibHasi, KyOudeckas
WINM TUTACTHHYATBIE) W WX pa3Mmep HampapiieHHo. [TuHHaBua [7] cuHTe3upoBa
HEYIOPSAOUYCHHbIE ME30CTPYKTYPHBIE CUITMKATHBIE U HECWJIMKATHBIC MaTepUaibl B
BU/JIE HEUTPAIIBHOIO aMUHHOT'O 00pa3ia.

OTu MaTepualibl 00ecreurBalOT HOBBIE BO3MOXHOCTH IS IPOBEICHUS
ucclieoBanmii B obnactu katanmusa [11,13], ocoGeHHO TpaHCIOpTa OHONIOTUYECKH
aKTUBHBIX ~ MoJyekyn [14,15] wummoOwmu3anuu  depmentoB  [16,17] wu
HEHTpaau3aud TOKCHIHBIX KOMITOHEHTOB [18-20].

HenaBHo Obuto cooOmieHo o BKJIOYeHHH 4dacTull B SBA-15 ¢ momoriirsio
yinpTpa3Byka [18]. JlucmepcHbie vacTuisl Pt Xopolmo BHEIPSIOTCS B OCHOBY
KpeMHe3eMa, U B pe3ynbTare KarammzaTopel Pt-SBA-15 mpomemoHcTpupoBain
XOpOUIYI0 aKTHUBHOCTh B MPOILIECCE THIPOTCHHU3alNK STUJIIEHA W THIPOTEHOJIN3a
sTaHa. bonpmias yacTe HaHOYAacTHL Pt HaXOAWTCS HA MOTEHUHAIBHO AKTUBHOW
Hapy>KHOM MoBepxHOCTH SBA-15, a Takxke B KaHajlax, a MaKCUMAJIBHBIA pa3Mep
yactul] Pt, BkiaroyeHHBIX B me3omopbl SBA-15, orpaHudeH kaHalioM JuaMeTpa
OHM. AJIbTEPHATHBHBIH IOAXOJ COCTOMT B WHKarcyisinud HaHodactwi (NI -
HAHOYACTHUIIHl WHKAICYJIALHNS) JIOKAIBHO BO Bpems pocta SBA-15. IMomumepsr
ABIAIOTCS  A(G(GEKTUBHBIMU  MOCPEAHUKAMU  JJIS MOJYYEHUSI KOMITO3UIIUI
CTPYKTYp HaHoyacTull Beicmiero mopsaka [19]. Camopxkaii U €ro COTpyAHHUKH
HEJJaBHO  MPOJIEMOHCTPUPOBAIM  BO3MOXXHOCTH  oOpaszoBanus SBA-15 ¢
HaHoYacTUIlaMK TUIaTuHB Ha moBepxHocTH [20].  CTpykTypa KpemHe3ema ¢
reKCOTaHAJIbHBIMU MOJBIMH KaHanamu oOpasyercs noOasienuem Pluronic P123
(triblock monu-cononumepa (OKHMCh ATHJICHA)-TIONMKM (OKHCHh TMPOIUIICHA)-TI0JIN
(otunen oxcun), u terpadrokcucmiana (TOOC) B ruapo30ib IIATHHBI B KUCIIOM
coctosiiuu [21]. Tlonyuenusiii kommo3uTtHbI Pt/SBA-15, oanako, He mokasai
KaTaJIMTUYECKON akTHUBHOCTH. KpaitHe Hu3kuii ypoBeHb pH, HEoOXomuMbIN ist
cunre3a SBA-15 Hapymaer komuiouaHbli pactBop Pt, oJlHaKoO, HMCHOJIL30BaHUE
mabJIOHOB TP HEWUTpaIbHOM 3HaueHWH PH TMO3BOJSET MOITy4YeHWE BBICOKOU

noBepxHoCTH [22].
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Takum o00pa3om, BBOAMTCS CHELMalbHAs Mpoueaypa JJid CO3JaHUs
IFEKCarOHAJIBHOW CTPYKTYPbl B YCIOBHSX HEWUTpalbHOro 3HaueHns pH B
OpUCYTCTBUM  HaHouactun, Pt. B pesymprate  MOAUQpUIMpPOBaHHBIE
HaHOkpucTtaiamu Pt SBA-15 marepuaibl 001a1al0T yIOPSIOUYEHHOM CTPYKTYpOi
KpEMHHUSI C YIYYIIEHHOM Jucnepcuerd HaHodacthl, Pt B CcBOMX KaHanax.
Karanutnueckoe nmoBeieHHE 3TUX HAHOKOMIIO3UTOB COIOCTABMMO C OOBIYHBIMU
KaTaJM3aToOpaMH TMOCIE YAaJCHUS OPraHWYeCKUX OCTATKOB (MOTMMeEp HIa0JIOH M
HOBEPXHOCTHO-MOAMIIMPOBaHHBIA areHToM Sol Pt mabmon mocie TepMuueckon
o0paboTku). TouHas HacTpoWKa pa3Mepa W CTPYKTYPhl MO3BOJIST MOBBICUTH
KAHETHYECKUE  TapaMeTpbl (aKTHBHOCTh M CEJCKTUBHOCTh) TETEPOTCHHBIX

KaTaJnu3aTOpPOB.

[locnenHue wuCCIEIOBaHUA IO CHUHTE3Y YIJIEPOJIHBIX ME30MOPUCTHIX
MaTEepUaJIOB IOKA3aJM MPEUMYLIECTBO II€PE] HEKOTOPBIMHU  CHUJIMKATHBIMHU
CTPYKTypaMH B Kay€CTBE OCHOBBI MPU PEIUIMKAIMHU YTIEPOJUCTBIX MCTOUYHHUKOB
[21-23].

Me3onopucTele  aKTUBUPOBAaHHBIE  yIJIM  TaKK€  UMEIOT  Ba)KHOE
MPaKTUYECKOE 3HaYEHUE JJI1 COPOLMH, MOIYUEHHUS! TOILUTMBHBIX 3JIEMEHTOB, U JJIS
TpaHCIIOpPTa JIEKapCTB B opranusme. K aIpyromy HOBOMY KJIacCy ME30MOPHUCTBIX
OpraHMYEeCKUX U  HEOPraHWYECKUX THUOPUIHBIX MaTepHUaOB  OTHOCHUTCH
nepuoauveckuii Mezonopucteiii opranocuaukat (ITMO), pa3paOoTaHHBIA TpeMs
Pa3ITUYHBIMU HE3aBUCHMBIMHU HCCIIC0BATEIBCKIUMU TPYIIIAMU OJHOBPEMEHHO [24-
26]. TleproaMYHOCTH ME30MOPHBIX OPTAHOCHIMKATOB CYIIECTBEHHO BIHSICT Ha
($U3MKO-XMMHUYECKHE CBOMCTBA M, HMX OCHOBHOE OTJIMYUE OT THUIHYHBIX
ME30IOPHBIX CUJIMKATOB 3aKJIIOYaeTCs B TOM, YTO MOBEPXHOCTb CTEHKH IOP
COCTOUT KakK M3 OPraHMYECKUX, TaK U HEOPraHW4YecKux (PpparmMeHToB. Paznuunbie
TUIIBl OPTraHOAJKOKCUCHIIAHA OBLIM MCIIONB30BAHBl IS YIYUYIIEHHUS CTPYKTYPBI
NIEPUOIUIECKOTO ME30MOPUCTOTO opraHocwiukara [27-29]. Tlepuoandeckwii
ME30IOPUCTBI OPraHOCIUKAT, HWMEIOIINA NEPUOJUYHOCTh HAa YPOBHE pa3zMepa

aroma Obul monmydeH Wuaraku wu ap. [30-32]. AmuHO-(DYHKIIMOHAIBHBIN
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NEePUOJIMYECKUI ME30MOPUCTHIM OPraHOKPEMHE3eM ObLT MPUTOTOBJIEH METOJIOM
COBMECTHOM KoHJIeHcaruu [34].

Me3ocTpyKTypupOoBaHHbIE IIJIEHKM OBUIM  YCIEIIHO TOJYyYeHbl uepes
CaMOYTPABIIAIOMIUACS  HCIApHUTEIbHO-UHAYIMpOBaHHEIM  mporiecc  (EISA),
pa3pabotannbiii bpuakepom [35]. [l mpUTOTOBICHHS BBICOKOKAYECTBEHHOM
ME30IMOPUCTON  CHWJIMKATHOM  IJICHKH, MCIOJIb30BAIU dboTomUTHYECKHE
TOoJIMMEpHU30BaHHbIe TuaruTemHoBeie [TAB [36].

Me30ocTpyKTypupOBaHHbIE TOHKHE IUIGHKM CHJIMKATOB TakXkKe ObUIH
MPUTOTOBJICHBl B  CBEPXKPUTHYECKHX  JKUJAKOCTAX — OHHU  SBISIFOTCSA
JTURJICKTPUYCCKIME MaTepUalaMi C BBICOKOM MEXaHWYECKOW MPOYHOCThIO [37].
Hepapxuyecku yHopsiIoYeHHbIE ME30CTPYKTYPUPOBAHHBIC CHIIMKATHBIC TICHKH
OBLTM TaKXe pPEeaJTu30BaHbl C IOMOIIBIO CTAHAAPTHBIX CTPYKTYPHBIX METOOB
PDMS [5]. Ilpu »>TOM MNPUMEHSIH PACTBOP ME30MOPUCTOrO CHIMKATHOTO
IpeKypcopa Kak OCHOBY JiIsl mTaMiioBku PDMS.

[ToBepHOCTHAsT (PYHKIIMOHATM3AIMSA TOP W3 ME3O0MOPHUCTHIX MaTepHasIoB
Obuta mompoOHO wuccienoBaHa B [38]. Mmerorcss aBa OCHOBHBIX croco0a
JICKOPUPOBAHHUS ITOBEPXHOCTH CTCHOK - IPUBUBKA U COBMECTHOE oXJaxaeHue [39].
XOTSI METO/I PUBHUBKH SIBJISIETCS IOCTATOYHO TIPOCTHIM JIJIsI BBEICHHS KaKHX-JTHOO
OpraHNu4ecKuX (PYHKIIMOHAIU3ATOPOB, C UCIOIH30BAHUEM B KaueCTBE MpEKypcopa
OpraHOAJIKOKCHIICHA WM XJopuaa OpraHOCHIIaHa, pacnpeseneHme
(GyHKIMOHAIBHBIX TPYIII, KaK MPaBUIIO, HEOJHOPOAHO. [I0 CpaBHEHHIO ¢ METOIOM
MPUBUBKU METOJ COBMECTHOM KOHJICHCAIMM JAacT PaBHOMEPHOE pacrpe/eicHHUe
OpPraHUYECKUX TPYIII 110 BCeH BHYTPEHHEH MOBEPXHOCTH TTOP, HE OJIOKUPYS WIIH HE
COKpaiass TOpbl. XOTS TPOMO3IKHWE OPTaHOKCUIICHOBBIC MPEKYpCOPHI YacTo
HapyIIarT UCXOIHBIE TEKCTYPHBIC CBOWCTBA CHCTEM, C X TTOMOIIBIO pa3padoTaHbI
MeToabl  A(G(HEKTUBHOTO MOJAMQPHUIIMPOBAHKS TIOBEPXHOCTH TPU COXPAHEHUU
Me30MmopHo# cTpykTypsi [9,10].

B mocrmemHee BpeMs KOHTPOJIMPYEMBIE ME30MOPHUCTBIE  CTPYKTYPHI,
coJiepKallue Majble YaCTHUIlbI, MPUBIIEKIN 3HAYNTEIILHOC BHUMAHUE B CBS3HU C UX

YHUKJIbHBIMU CBOWCTBAMH W MPUMEHEHUEM B pa3inuHbIX obnactsx [10,11,14].
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VYrpasiaenue Mop¢oJIorueil 4acTull, a TakKe ME30CTPYKTYpOUl SBISETCS
HOBOW O0OJIaCTBIO HCCJENOBAaHUI, KOTOpas TECHO CBfA3aHa C MPOIeccaMu
onomuHepanuzanuu B npupoxae. O3un XK. [40, 41, 42] npoaeMOHCTpUpOBaIa, 4TO
MOIU(ULIIMPOBAHUE YACTULIAMU TIOBEPXHOCTH  ME30MOPHUCTOTO  MaTepHuaa
KpEMHE3eMa MOKHO MPOBECTU B KUCJIOW cpene. MIMeroTcsl JaHHbIe 0 HECKOJIBKHX
JIPYTUX CHUHTETUYECKUX METOJOB VYIPABICHHUS MOPQOJIOTUEH ME30MOPUCTOrO
KpEeMHe3eMa, COAepIKaIiuX MoJibie TpyOuaThie kaHambl. Tak, Hanmpumep MCM-41
o0J1aiaeT Me30IMOPHUCTOl CTpyKTypoii [43].

['excaronanbubiiit MCM-41 u kyouueckunit MCM-48 ObuM CHHTE3UpPOBAHbI,
UCITIOJIb3Ysl TPAJAULMOHHYIO 30JIb-T€JIb TEXHOJOTHIO0, C MOMOILIBIO NOBEPXHOCTHO-
aKTUBHOTO  4eTBepTuyHOro ammonms (Hampumep CTAB) B  kauectBe
TEMIUTAHTaHTa. Pa3nu4Hble Opyrue MpueMbl TaKKE€ M3BECTHBI B JIUTEpAType AJIs
U3MEHEHUS MOP(OJIOTUU ME30MOPUCTHIX CHUIIMKATHBIX MaTEpPHAJIOB, HANpPUMED
SBA, ¢Top - aHMOH UHIYIUPYIOIIUNA HEPAPXUUECKYIO YIOPSATOYCHHOCTh THUIIA
NAJIOYKOBUIHBIX Me30omop [44]., TOIy4eHHOTO B pe3ybTaTe OBICTPOTO U3MEHEHHUS
pH B peakiMoHHO# cMecH MeTacuiMKata HaTpus W KatuoHnHoro [TAB [45], wm
OaKTepHaIbHBIA CIOCOO TMOJYYEHHUS] ME30MOPHUCTOr0 CUJIMKATa IMOABEPTHYTOrO
Bo3/ciicTBUIO OakTepuit [46,49-51]. Me3onmopucThlii BOJIOKHO, MOJIYYCHHOE Ha
OCHOBE OT MOJUUMMIHOW TUICHKU [47] Wiu ynbTpacTaOMIBLHOIO ME30MOPUCTOrO
CWJIMKAaTa, NPUTOTOBIEHHOTO C MCIHOJb30BAaHUEM I1a0JOHa CHUMMETPUYHOIO
ITAB[48] oTHOCSTCS K mpuMepaM TOJy4YeHHS C TPUMEHEHHEM TMOJMMEPOB.
HecMoTpst Ha OOnbpIION TMporpecc B MOJYYEHUM Pa3IUYHbIX MAaTepuajoB Ha
OCHOBE ME30IMOPUCTOr0 KpEMHE3eMa C TOHKOM HAcTpolkoil Mopdosioruu
HEOPTaHWYECKUX YaCTHI], Pa3BUTHE HAIMpPaBICHUS METOJOB CHHTE3a, KOTOPHIC
MOTJIM OBl MPHUBECTH K TMOJYYCHHIO ME30TOPUCTHIX MATEPUATIOB C Pa3IUYHBIMU
(GYHKIIMOHATLHBIMU OPraHMYECKUMH TPYIIaMU TOJIbKO Havamoch [9-11].

JIByMs1 HE3aBUCUMBIMU TPYIIIaMy COOOIIEHO Pe3yIbTaThl UCCIEIOBAHUMN, IO
MOJTyYEHHUIO0 OPTaHMUYECKUX (PYHKITMOHATH3UPOBAHHBIX HAHOMATEPHAIOB METOIOM
COBMECTHOM KoHaeHcanuu. Bankapuyc [52]. Mcmonb3oBan TpaauliiOHHBIC

METOIbI JIIsL CHHTEC3a MCPKAIITOIMPOIINII n AMHUHOIIPOITUJI-
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(GYHKITMOHATM3UPOBAHHBIX ME30MOPUCTHIX CHIIMKATHBIX chep kpemHezema. Takke
WCCIIC/IOBAHbl JICTATBHBIC TEKCTypHBIE CBOWCTBA TONYYEeHHBIX Marepuaios. [lo
CYyTH, O3TOT METOJ SABJSCTCS MPOJODKEHHUEM pabotel YHrepa [53] mo
NPUTOTOBIICHHIO ME30IMOPHBIX CHIMKATOB B BHJE MHKpOpa3MepHbIX chep Ha
ocHoBe Metoga Ctobepa [54]. CTpyKTypsl BHYTPH KaHAJIOB IOJIPOOHO H3YYCHBI
NPOCBCUMBAIONICH 3JICKTpOHHOM MuKkpockormed ([IOM) [56, 57]. beum
UCIIONBb30BaHbl CIOCOOBI HEWTpalM3allud PacTBOPOB JJIsi KOHTPOJIUPOBAHUS
mporiecca TMOJIydYeHUE YacTHI] ONpeNeTeHHBIX pa3MepoB. OMHAKO, €CTh eIle s
BOIPOCOB, TpeOyrolue OTBETa O POJM OPraHWYECKUX TPYyNN B Mpolecce U
BIusiHUS 3¢ ¢dekTa AByX win 0Oojiee pa3IUYHBIX OPTaHWYECKUX TPYII B XOJE
xoHaeHcarmu [10,11].

Ukao u ap. [59] mpencraBuimm pe3ysbTaThl OY€Hb HHTEPECHBIX HAOTIOACHUH
B XOJI¢ TIOJTyYeHHUsI MEPKaITOPOIHI-()yHKITMOHATU3NPOBAHHBIX MaTepraiioB. [1pu
HAIMYUU  OTPEICIICHHOTO  KOJHMYECTBA  MEPKAIlTONPONIITPHMETUIOKCHIICH
[MPTMS], mnepBoHauanpbHas TeKcaroHaJibHas (pa3a Marepuaja YacTHYHO
npeBpalaeTcs B Kyoudeckyo ¢asy.

O MeTozie MPUTOTOBIICHUS YHUCTO-KPEMHHUCTOTO ME30MOPUCTOrO MaTepHalia
C YacTUIIaMH MUKPOHHOTO pa3Mepa NP HCIOJIb30BAaHUUA HU3KOH KOHICHTPAIHU
LTAB coobuunu Laii u ap. [59]. M3-3a mupokoro auamna3oHa pasMepoB MUIICIUT
kputnueckoii koHreHtpauu (MKK) IITAB, oHu BbIOpanu HIKHUH Tpenest U
YCIICITHO TIONYYWJIM  MaJIble  YacTUIBI T€KCaroHAJIBHOTO  ME30MOPHUCTOrO
KpeMHe3ema. Takoil moaxon sBIsETCd MOAOOHBIM CHOCOOY MPUTOTOBIEHUS
ME30MOPUCTOTO KpEeMHEe3eMa C MajlblM pa3MepoM YacThll, Kak CrHocod
HEHTpalu3alii  pacTBOpa METOAOM MpeUIOKeHHBIM ManHoM u ap. [57].
OdeBHIHO, YTO HU3KAas KOHIICHTpAIMsl aMMOHHUS IOBEPXHOCTHO-aKTHBHOI'O
BEIECTBA JIETKO MHIAYIIUPYET HEOObIINE pa3Mepbl MUIICIUT arperaTos.

N3-3a Ux BBICOKOW YJENHHOM MOBEPXHOCTH U HEOOJBIIUX Pa3MEpOB IOP
ME30-CTPYKTYPHUPOBAaHHBIE MAaTE€PHAIIBI YaCTO MCIIOJNB3YIOT B KA4eCTBE HOCHUTEIS
KaTaju3zaropa u3 aparomeHHoro meramia [60]. Kpucrammmyueckue HaHOBOJOKHA

MOJIMOTUIICHA COACPKAINE KOMIIJICKCEI Ha OCHOBE KOBAJICHTHO CBsA3daHHBIX MOHOB
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TUTaHa OBUIM BHEIPEHb HA BHYTPEHHEH IOBEPXHOCTH ME30TOPUCTOrO
kpemue3ema [61]. OHu mpeanaraay OCyIIECTBUTH MOJIMMEPU3ALUIO TIPU BHICOKOM
JaBICHUM B TEKCAarOHaJIbHBIX ME30Mopax, KOTopas Momo0Ha OWOCHHTE3Y
KPUCTAUTNIECKOH 11eIuttoio3sl. [lomydenne rpaduT-moiMMepHOTo THITA YTIepoI-
WHKATCYJIUPOBAHHBIX ~ ME30TOPHUCTBIX HAHOKOMIIO3UTOB KpEeMHE3eMa  ObLIO
IPOM3BEICHO ITyTeM MOJMMEPH3allUU aKPUIOHUTPUIIA BHYTpH Me3omop 1o belin u
ap. [62,63]. Ilepuommueckas CTPYKTypa  ME30MOp  BBINOJHSICT  POJIb
HaHOKOHTeWHepa Il 3P HEKTHBHOTO 00pa30BaHMs HAHOKOMITO3UTOB. [I>)KOHC | JIp.
pa3palboTaii TeHHAJIBHBIM CIOCO0 Mepecagke OpPraHu4YecKUuX (PYHKIIMOHAIbHBIX
TPyNII HAa TIOBEPXHOCTH ME30MOPHCTOTO KPEMHHS C TOMOIINBIO JIAOMIBHBIX
aMHUHOIIPONHIJIBHBIX Tpymnn [64,65]. B pesynbrare 10OKaNIbHO-U30JHMPOBAHHBIC
METAJUIOOPTaHUYECKUE KAaTaIH3aTOPhl SBISIFOTCS, KaK W3BECTHO, OYEHb aKTUBHOU
KaTaJIITUYEeCKOH  cucTeMOd.  KHCIIOTHO-Ta0MiIbHBIE  TOBEPXHOCTH  OBLIH

CHUHTC3HUPOBAHLI U YCIICITHO IMPHUMCHAIOTCA B KaUCCTBC 1mabJioHa JJIA IIOATOTOBKH

matepuanoB tuna MCM-41 [67].
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| IxcnepuMeHTANIbHAS YACTh

1.1 MeToauka 3xkcriepumMeHTA
11.1.1 O06bexTHI HCcIe10BaHNS U IPUMEHsIEMbIe B pa00Te peaKTUBbI U
MaTepuaJIbl

[Ipu BBHIMOJHEHUU NUCCEPTAMOHHOM PAOOTHI HAMH HMCIIOJIB30BATUCH XUMUYECKUE
peareHThbl, IepeueHb KOTOPHIX MpUBEACH B Ta0.2. 1

Taoauna 2.1 Hy’kHble peareHTsl 1J1s1 npurotoBjenus Pt - SBA-15

TexHuuyecko Ha3Banue dopmyJia Homep Caiit u3

M Ha3BaHHE pearceara KOMIIaHUM

SBA-15 Me3onopucTsiii aMOpHBII o WWW.Sigma-
KpeMHE3eM SB H:I on aldrich.com

P123 Poly [ethylene glycol]-block- | C3HsO*C,H,O 435465-12 | www.sigma-
poly[propylene glycol]-block- aldrich.com
poly[ethylene glycol]

CTAB Cetyltrimethylammonium CH3[CH2]1s- 85,582-0 WWw.sigma-
bromide -N[CHg]s-Br aldrich.com

MERCAPTA | [3-mercaptopropyl]trimeth- CsH1603SSi 175617 WWWw.sigma-

NE oxysilane aldrich.com

3-mercapthopropyl-
trimethoxysilane

PVP Polyvenylpirrolydon WWWw.sigma-
aldrich.com

- Dychlormethane CH,-Cl, 85,656B WWW.Sigma-
aldrich.com

- Acid hydrochlorydium HCI [37,5%)] - WWW.Sigma-
aldrich.com

- Acid hyxochlor platynium H.PtClg - WWW.sigma-
[0,5 gr-1000cm’] aldrich.com

- Ti-isopropoxide Ci12H2804Ti 20,527-3 WWW.Sigma-
aldrich.com

TEOS Tetraethoxysilan 98% [GC] CgH2004Si 13,190-3 WWW.Sigma-
Tetraethyl orthosilicate 98% aldrich.com

[TnaBukoBast | @TOPUCTHIN BOJOPO HF [40%] WWWw.sigma-
KHCIIOTa aldrich.com

Kak BuanHo u3 1a01.2.1. npruMeHsieMble TPU BBIIOJHEHUH PA0OThl PEaKTHUBBI
npou3BoJicTBa hUpMbI «sigma-aldrichy kBanmudukammm «4amgay.

CuHre3 Kartanm3aTopoB ocymectBisics ¢ npumeHeHueM EKA-RET-
MarHUTHOM Memanku u ycrpoiictBa «Glove» nnsi cMelmmBaHHUs KOMIOHEHTOB B
perynupyemMoi razoBoii ¢gasze (puc.1,2).
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http://www.sigma-aldrich.com/
http://www.sigma-aldrich.com/

Puc. 1. EKA — RET marautHas memanka

Puc. 2. YcerpoiictBo Glove box mist cMemmBaHus KOMITOHEHTOB
B PEryJINPYEMOM Ta30BOM Cpee.
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TepMooOpabOTKy OCYHIECTBISIM B MyQeIbHOM TeYd C  perympyeMbIM
TemreparypabiM peskumom oT10-1000°C, oOumii BHI KOTOPOrO MPUBEICHO Ha
puc.3

Puc. 3. [1eub ny1s1 06kHTra ¢ peryanpyemMoi ra3oBoi cpeaoi

Puc. 4. YcrpoiictBo 00pab0TKu HHGOPMAIIMH TTO PE3yIbTaTaM MCCIICIOBAHUN Ha
ra3oBoM xpomaTtorpade.

18



HccnenoBanue CTPYKTypbl U pa3MEpoB TOp, MOJYyYEHHBIX KaTaan3aTOpPOB
OCYIIECTBIISIICS Ha ckaHupyromeM mukpockorne JEOL 2010F Fas TEM 200 keV
FEG HR TEM/STEM, npuBeieHHBIM Ha puc.4.

Puc.4 Cxanupyromuii mukpockon JEOL 2010F
Kpome TOro mpu ananu3e cocrtaBa ra3ooOpa3HbIX HPOAYKTOB HCHOJIb30BaH
ra3oBelii  xpomarorpad, C  TOPOrpaMMHBIM  YCTPOHMCTBOM  00OpabOTKHU
HKCIIEPUMEHTAJIbHBIX PE3YJIbTATOB (pUC.4).
OOmmii BuA J1a0OpPATOPHOM YCTAaHOBKM M NPUHUMIUAIbHAS CXeMma
YCTaHOBKH JUISl U3yYEHUsI KaTAIUTUYECKUX CBOMCTB IOJYYEHHBIX KaTaJIU3aTOPOB

IIPUBENICHBI Ha puc.5,0.
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Puc. 5. OOuuit Buj 1a00paTopHON YCTAHOBKH ISl UCTIBITAHUS KATAIUTUYECKUX XapaKTEPUCTUK
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Puc. 6. IlpuHuMnuaJbHas cXeMa UCHbITATEIbHON YCTAHOBKH.

-1-> a _3_> c

=
<

Gas
Chroma-

tograPh

< G-

e <

O6o03navenns: E- tepmocrar; D-cocyn c Tonyonom; I-TepMoperynupytoniee yecTpoicTBO sl MOAIEp KaHUs 3aJaHHOM
temnepatypsl; J - U-o0pasnas TpyOka; K-pacumpennsiii kanai; L-neperoponka-L ; N-koxyx 115 HarpeBa; M —BusnyanbHOe
OKOIIIKO; &, b, ¢, d, e, f- 3anmopHbIe KpaHbI.
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2.1.1 CHHTE3 TUTAH IIVIATHUHOBOI'O KATAJIN3ATOPA

Kak ObUTO OTMEUEHO B JHTEPATyYpPHOM O0030p€ CYIIECTBYIOT pa3IMYHBIC

Croco0bI MoayyeHus katanuzatopoB tuna SBA-15. CuHTE3 TUTAHIIIIATUHOBOTO
KaTaJn3aTopa OCYIIECTBIISIICS MATHIO Pa3JIUYHBIMU BapUAHTAMU.
Bapuant Nel. [Ins npuroroBnenuss Pt-SBA-15 Opamace HaBecka mopolika
nmoaudTHACHTIMKoNsA 123 maccout 4,0 T. M moMmeniajgach B XMMHUYSCKHM CTaKaH
€MKOCTBIO 17, B KOTOpBIM 3aJiMBajach JUCTWLJIMPOBAHHAs BOJA B KOJMYECTBE
396,0cm’. Crakan YCTaHaBJIUBAJICA HA MAarHUTHYI0 MEWIAJKYy C IOJOTPEBOM IS
nepeMeniBanus npu remueparypsl 45-50°C. 3arem, mocie pacrBopenus P123 B
BOJIE, B CTaKaH M00aBisiics sTuitpuMetTwiiopomugaMmmonnst OTAB B konudecTBe
9,14 cM® u ommoBpemenHo 0,14 I. pacTBOpa IeKCAXJIOPILIATHHOBON KHCIOTHI
H,PtClg ¢ conepxanuem matuns 0,5 T. Ha 1000cm® pactBopa.

ConepxuMoe cTakaHa HEMPEPBIBHO MEPEMENINBAIOCH IIPU TemnepaTtype 45-
50°C B TeueHue 24 4acos.

3aTeM COLEP/KIMOE CTaKaHa OBLIO MEPEIHTO B KOIOY eMKOCTBIo 500 cm®
KyJia Takxke Obliia 100aBjeHa KOHIICHTpUpOBaHHas cojisiHas kuciora 37% HCI ms
noseaeHus pH<2.

[locne poctmxenuss Heobxogumoro pH B konOy Obul  n1o0aBieH
terpostmioprociwmkar  (TDOC) B  kommuectBe 8,92 cm’. KoxGa Obuia
YCTAaHOBJIEHA Ha MArHMTHYIO MeIIanKy ¢ mogorpesom, rume mpu  40°C
OCYIIECTBJISUIOCH TEepEMENTMBAHUE PEAKIIMOHHON CMecH B TedeHue 24 4acos.

3aTeM Koj0a C COJAEPKUMBIM yCTaHABIIMBajldach ISl BBIIAPUBAHUS B
CYIIMIBHBIN IKa(, KOTOPOE OCYIIECTRISIIOCH B TeueHue 24 yacos mpu 90°C.

OO0pazoBaBiiasics CyCIeH3Us MOABEprajgach (PUIBTPOBAHUIO TOJI BAKyyMOM
Ha OyMaxkHOM (uIIbTpe Ha BOpOoHKE byH3eHa ycTaHOBIeHHOI Ha Kon0y broxHepa.

OcraTok Ha OyMaxHOM (PUIBTPE CYIIUIICSA TPU KOMHATHOW TeMIeparype 10
COCTOSIHUSI CBIIIy4ero MOpOIIKAa, KOTOPBI 3aTeM IEPEHOCHIICA B KOPYHIOBBIN

turenb. [lpokanvBaHue NOpOIIKA OCYHIECTBISUIOCH B My(QeEIbHOM Medu To
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caenymomeMy pexumy — Harpes 10 500°C B TeueHue 8 4acoB M BBIIEPIKKA IPH
500°C B Teuenwue 6 4acos.

[IpokasieHHBII TIOPOIIOK CMEMIMBAICA  C PAacTBOPOM H3OIMPOIIOKCHAA
tutaHa. CMemmBaHHE TPOU3BOJIMIIOCH B CIELUMAIbHOM Ookce B aTmocdepe
WHEPTHOTO Tra3a aproHa, C LEJbl0 H30€KaTh MPEXKIEBPEMEHHOTO TUAPOIN3a
pacTBOpa U30MPOIIOKCH 1A TUTaHA (pHcC. 2).

[locne oOKOHYAaHMS B3aMMOJEWUCTBUS KOMIIOHEHTOB C OOpa30BaHHEM
reyico0pa3HoOro MpoJyKTa MPOU3BOJUIIOCH €r0 OKUCICHUE Ha OTKPBITOM BO3IyXe
JUTSl TUAPOIIN3A.

[Tomy4yeHHBII reap NOoABEPrajcs CyIIKe B TeUeHUE 24 yacoB IPU KOMHATHOM
TEMIEPATYpPE U NEPEHOCUIICA B KOPYHIOBBIN TUTEINb. TepMooOpaboTka npoayKTa B
TUTJIE MPOU3BOJANIACH B MY(EIbHOM MEYM C HAarpEBaHUEM B T€UEHHUE § YacOB 110
400°C u BbIIEPIKKE TIPH HEW B TEUCHHE 6 YacoB.

3areM OCYyLIECTBISUIACH Ollepauysl YAAICHUS U3 MPOJYKTa HOHOB KPEMHUS,
KOTOpast MPOU3BOMIACH B IByX BapUaHTaX.

[Io mepBoMy BapuaHTy oOcCyUIeCTBIsIack o0pabotka mnpoaykra 0,1M
pactBopom NaOH, B3srom B kommuectBe 200mi. IIpomecc ocymiecTBsiCs
nepeMeIMBaHUEM CMECH HA MarHUTHOM MeIlaJIKke TP KOMHATHOM TeMIlepaType B
TeueHue 5 4yacoB. OCBOOOKICHHBI OT MOHOB KPEMHHUSI OCAJOK MPOJIYKTa 3aTeM
OTIIEJSICS OT pacTBOpa CUJIMKATa HaTpus Ha JIaboOpaTOpHOUM HeHTpudyre, mocie
Yero OH  HECKOJBbKO  pa3  MNPOMBIBAJICA  JUCTWUIMPOBAHHOW  BOJOWU
HEHTPUPYTUPOBAHUEM.

[lo BTOpOMY BapHaHTy HPOIYKT 0OpadaThiBaJICS KOHLIEHTPHUPOBAHHOU
TJIABUKOBOM KUCJIOTOM. Otnenenue 51 MPOMBIBAHUE ocajaka Cc
HEHTPU(PYTUPOBAHUEM OCYILIECTBISIIOCH AHATIOTMYHO TIEPBOMY BAPUAHTY.

OTneneHHbI MPOMBITHIA 0CAJOK MOJBEPIajICs CYIIKE B CYIIMIBHOM LKAy
pu 85°C 110 MOJTyYEHHS ChITyYero MPOIyKTa.

CHUHTE3UpOBaHHBIA THUTAH TUIATUHOBBIA KaTadU3aTOp HANPABISUICS IS
UCIBITAHUSI ~ KAaTaUTUYECKUX  XapaKTEpPUCTUK HAa yCTaHOBKe (puc.6) wu

ra3oo0pa3Hble NPOAYKThI aHAJTU3UPOBAIUCH Ha Ta30BOM XpoMarorpade.
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Bapuanr Ne2. Kak u B cnydyae Bapuanta Nel il yCTaHOBJIEHHSI ONTUMAJIBHOM
BiaaxHOCTH SBA-15 mis mpoenenus ero peaknuu ¢ H,PtClg mpomssommimoch
JIO3UPOBAaHHOE YBIIAXXHEHHWE €ro BOAOW. JIIs 3TOro MCHOJB30BAJICS METOJ
YBJIQKHEHUSI TOPOIIKA C TMOMOIIBI0 KaleJbHOTO BBEACHUSA BOJbI U3 OIOpETKU
aHAJIOTUYHBIN TTPOBEICHUIO TUTPOBAHUSI.

boina B3sta HaBecka mnopomka SBA-15 B kommyectBe 1,0r u w3
TUTPOBAIBHOW OIOPETKM TPU TIEPEMEIIMBAHUN TIOCTCTICHHO IPHJINBAIACh
JUCTUIIMPOBaHHAsT BOJAa B KOJIMYECTBE MpuMepHO 5,0 MJ, B pe3yibTaTe 4Yero
oOpazoBancsi  pactBop rTemss SBA-15. Takum o6pa3om, ObUIO oOmpemeneHo
HE00XO0MMOE KOJIMYECTBO BOBI i 00pa30BaHMs PEaKIIMOHHOTO Telis.

3arem HaBecka 1,0r pactBopa H,PtCls [kommenTpamueii 0,5r ma 1000cMm’]
ObUI0 TEepeHeceHa B  MOpoOUpPKY, B KOTOpyr Obuio 3amuto  4,0Mi
JUCTUUIMPOBAHHOM BOJIbI, B pE3yJbTaTe dYero oOpa3oBajcsi Tellb pacTBopa
H,PtCle.

[TomydeHHBII Tenb TMOABEPTANCA CYIMIKE B CYIIWIBHOM IKady mpH
temmeparype 100°C 10 00pa3oBaHUS CHIyYEro MOPOIIKA. 3aTeM aHAJOTHYHO
nepBoMy BapuaHTy B yctpoiictBe Glove boX mpowsBommioch cMmenIvBaHUs
MOPOIIIKA C U30IPOMOKCHIOM THTAHA.

[Tony4yeHHass peakliMOHHAs CMeCh M3BJIeKaiach U3 ycrporictea Glove box u
noJBepraiach TUAPoIu3y B aTMoc(epe Bo3ayxa B TeueHue 24 4acos.

[IponyKT mocmne ruaposin3a yCTaHABIUBAJCS B THUTeIb, KOTOPHIN MOMENIAICS
B My(QenbHyl0 Mmeudb i TepMooOpaboTku. TepmooOpaboTka MNpOU3BOIMIACH
nyrem HarpeBanusi g0 400°C B TeueHme 8 9acoB W 3aTeM MPOU3BOIMIACH
M30TEepMHUYECKas BhIJIEP’KKa B TEUCHHE O 4acOB.

Kak 1 B mepBoM BapuaHTE OCYIIECTBISUIOCH YJAICHUE U3 MPOIYKTa MOHOB
KPEMHUSJIBYMS CIIOCOOaMM:

A- o6padotkoit 200mi 0,1M pactBopa NaOH; B- BrimenaunBanuemM KpemMHe3eMa

KOHLIEHTPUPOBAHHBIM pacTBopoM HF.
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[TonydyeHHsle mocCie ynajleHue KpeMHe3ema o0pas3lbl TUTAHILIATUHOBOTO
Karaju3aTopa  MOJBEPrajuch  HUCCIECJOBAaHUIO  METOJOM  DJIEKTPOHHOM
MUKPOCKOITUHU U UCTIBITAHUIO KaTaJTUTUYECKUX CBOMCTB.

BapuanTt Ne3. B nanHOM BapHaHTE CHHTE3 MPOU3BOJIMIICS C YHACTUEM JOOABKU
nonuBUHMWIIMPpoauaoHa. HaBecka nmopomika SBA-15 maccoii 2,0r. moaBepraiachk
THTPOBAHHIO AMCTH/UIMPOBAHHOI BOIOM, KOTOPOi 6bLI0 3aTpadcHo 9,9cM’,

3arem 2,0r. cyxoro mopomka SBA-15 cMemuBaIuch C pacUETHBIMH
KoJmuecTBaMu Bojibl 1 pactBopa H,PtCle.

PacyeTHoe KOMMYECTBO BOJBI ISl PEAKIMOHHOW CMECH OIpPEAeIsIoch
MyTEM BBIUUTAHUS

9, 9CM3[paCTBopI/ITeﬂL] - 4CM3[H2PtCI6] = 5,9CM3[H201

CrnenoBaTenbHO, COCTABIISIACH CMECH:

5,9 CMS[HZO] + 4cm® [H2PtCI6]

[Tony4yeHHslii pacTBOp HcHoJib3oBasica s TuTpoBanus 2,0r. SBA-15 no
o0pa3oBaHUsI redsl.

[TosydeHHBIN Telb HOABEPralcs CyIIKe B CylmibHoM mkady mpu 100°C B
TeueHue 24 4YacoB, 3aTeM MPOKAIMUBAHUIO B MY(EIbHOW Me4Yu C HArpeBOM J0
400°C B TeueHue 8 4aCOB M BBIJCPIKKE MIPU HEH B TEUEHUE 6 TacoB.

N3 momyuenHoro mpojaykra, coxaepxasmiero 2,0r. SBA-15, Owuia B3sTa
HaBecka maccoit 0,5r. Pt- SBA-1511s TuTpoBaHUS pacTBOpaM JUXJIOPMETaHA.

[lo pesynpTaTy TUTpPOBaHUS OBLUIO ONpPENENIEHO KOJWYECTBO H3PACXO-
nosanHoro CH,Cl, kortopoe cocrasmio 3,25 oM. JIns ocTaBIIErOCs KOJIHMYECTBA
npoaykra 1,5r. Pt-SBA-15 MeTo0M MPOIMOPIIMN YCTAHOBIICHO, YTO HEOOXOIUMO
106aBuTh 9,75cM° muxnopmerana [CH,Cl,], uTo 1 6110 OCYyIIECTBICHO.

3areM ObUIO PacCUMTAHO HEOOXOAMMOE KOJIMYECTBO JOOABKM MOCPEIHUKA
JUTSL OCYIIECTBIICHHSI 3aKPEIIJICHUsI MOHOB TUIATUHBI HA MOHAX TUTaHa. B kauecTBe
MOCpeTHrKa ObLT UCTIOIH30BaH MOJIMBUHUIITHUPPOIIAIOH.

Ucxons w3z toro, uro 1,5r. Pt- SBA-15 mnpunumanocs 3a 100% a

KOHIIEHTpaIus B3siToro pactBopa PVP cocrasnser 5%, paccuntana HeoOXoaumas
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macca BBoaumoro PVP. Mertogom mnpomnopimu YCTaHOBIEHO, YTO 3Ta Macca
cocrasiset 0,075r. PVP.

Hcxons u3 nposeaeHHoro pacuera 0,075r. PVP u 9,75¢cm3 CH,Cl, Opun
CMEIIIaHbl U MOJYYECHHBIN MPOAYKT HCIOIb30BaH sl TUTpoBanus Pt- SBA-15 no
cocTtostHus Tenis. Cylika Moay4YeHHOro Telisl MPOU3BOAWIACH B CYIIMIIBHOM HIKady
npu temieparype 100°C B Teuenune 24 4acos.

[Tocnenyromue ornepanuy MPOU3BOAUINCH AHATOTMYHO BapuaHnTam Nel u
No2.

Bapuant Ne4. CHauvana O6b110 paccuntado Tpedyemoe kommuectBo 40% pactBopa
HF mist ocymecTBiieHus yaaineHus HoHOB kpemuus n3 SBA-15-TiO2.

CocraBieHa IIPpOIIOpIHUA:

1M — 1000Mma
X -200mia
X=0,2M

3arem ObLIO omnpeseneHo TpedyeMoe KomuecTBo pactBopa HF
0,2M x 20r (HF)=4r

OnpenensieM Tpedyemoe Koaum4ecTBo pactBopa HF

40r — 100r
4r — X
X=10r

CnenoBatenbHo, mius mpurotoBiaeHus 200r. pa30aBiIeHHOrO0 pacTBOpa
tpedyetcs B3aTh 190 1. HO 1 10 1. 40% - HOTO HF.

3areM Obul mpurotoBiieH reiab SBA-15-TiO,. B xuMuyeckoMm crakaHe
emkocThio 500mn mpousBoamiock cmemmBanuud 10 1. 40%-noro HF, 190 r.
mucTriuimpoBanHod  Boabl M SBA-15-TiO,. CrakaH ycCTaHaBJIMBAJICS Ha
MAarHUuTHOTO MEIIAJIKy, U MPOU3BOJUIIOCH MEXAHUYECKOE MEPEMEIINBAHUE CMECU
pU KOMHATHOW TeMmIieparype B TeueHue 24 4yacoB. 3aTeM OCYIIECTBISAIACH
bunbTpanus yepe3 OyMaKHbI (QUIBTP Ha KOHMYECKON BOpOHKE. OTIeraeHHBIN
OCaJIoK Ha (WIBTpE MOJABEprajcs Cylike B cymmibHOM mmikady mpu 85°C B

TeueHue 24 4acos.
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Takum o00pa3oM, ObLI MOJIy4eH HAHONOPUCTBIA MPOAYKT, COAEpKaIUN
OKCHJ] TUTaHA.

Jlis MoaudUIMpOBaHMs MOBEPXHOCTH MOP TUTAHOBOTO HOCHUTENS MOHAMU
IUIATUHBI MCIOJB30BAJICS MOCPEIHUK MOJUBUHWINHPPOIUAOH. i1 3TOrO, U3
oOpazoBasiierocs konudectBa 0,lr. TUTaHCOAEpX AIIEr0 MOPUCTOrO HOCHUTENS
B3sTa HaBecka 0,05 r. mig TUTpOBaHUSA METAHOJIA.

MeTo0M TponopIuu, ucxoas u3 Toro, uro npuasuta 0,05 r. TiO; 3a 100%,
pacCUMTHIBAIA KAaKO€ KOJIMYECTBO IJIATHHBI TpeOyeTcs A MOIU(ULIMPOBAHUA
noBepxHocTd T10; 1 CKOIBKO aiist 3TOT0 MoTpedyercs 5%-noro pactBopa PVP.

A) 0,0SF (TiOZ) —100%

X(pt) - 1% X:0,000SF (pt)

B) 100cM® opiciey — 05T (pr)

Xem® (Hapicis) — 0,0005 (pr) X=0,1 cM® zprciey

B) 0,05r (tio2) — 100%

X(pvp) - 5% X= 0,0025F (pvp)

Taxum o6pa3om, ObUIM YCTaHOBIIEHBI TPEOyEMbIE KOJINYECTBA PEArCHTOB.

Jlns nepeBoga PVP B pacTBOp MCIIONB30BAIICS paCTBOPUTENIH — METAHOJL.

B xopynpoBswiii THrenb emkoctbto 100mn 3anuBasicss pactBop PVP B
MetaHoJie ¢ coaepxkanuem 0,0025 r. PVP, 3zarem nob6asnsimu 0,1 cm® pacTtBopa
rexkcaxyopuaa miatuasl 1 0,05 r. THTAaHOBOTO HAHOTIOPUCTOI'O HOCHUTEIIA.

[locne TIIATENBPHOTO NEPEMEIIMBAHUS CMECH THUIENIb YCTAaHABIMBAJICA B
CYWIMIBHBINA IKad, ¥ MPOU3BOAMIACE TepMooOpaboTka mpu 85°C B Teuenue 24
4yacoB. 3aTeM TUIeNb C CyXOM CMechio mnomemaiucs B My(QeabHYyl0 Iedb U
Harpesaics 10 400°C B TeueHue 3 4acoB, 3aTeM MPOU3BOIUIIACH M30TEPMUYECKAsT
BBIJIEPKKA Takke B TeueHwe 3 4acoB. [lomydeHHBIM o00pa3ell HaHOMOPUCTOTO
TUTAHOBOT'O HOCHUTEJI, MOBEPXHOCTh KOTOPOro MOAM(UIIMpPOBaHA IUIATHHOM,
MOJIBEPTrajiCcsl UCCIECIOBAHUIO METOJIOM JJIEKTPOHHON MHKPOCKOIHMHU U UCIBITAHUIO

KAaTAJIUTHYCCKUX XaPAKTCPHUCTHK.
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BapuanT NeS. /[aHHbBIN BApUAHT CUHTE3A OTINYAETCA OT MPEABIAYLIUX TEM,
YTO CHayaja MpOBOJUTCS yAaJleHue HOHOB KpeMHUsl. [y 3Toro ObL1o
paccunTano Tpedyemoe kommuectBo 40% pactBopa HF miis ymanenust nonon
kpemauns u3 SBA-15-TiO,.

CocraBieHa IIPpOIIopIHU:

1M — 1000Mma
X -200mia
X=0,2M

3arem ObLIO omnpeseneHo TpedyeMoe KomuecTBo pactBopa HF
0,2M x 20r (HF)=4r

Onpenensinock Tpedyemoe kosimuecTBo pactBopa HF

40r — 100r
4r — X
X=10r

CnenoBatenbHo, st npurotoBiienus 200r. pazdaBieHHOTO pacTBopa
tpedyetcs B3aTh 190 1. HO 1 10 1. 40%-H0T0 HF.

3areM ObuT mpuroToriieH reinb SBA-15-TiO,. B xuMu4ueckom cTakaHe
emkocThio 500M ipousBoauiiock cmemmBanue 10 r. 40%-noro HF, 190 r.
mucTriurpoBaHHord Boabl U SBA-15-TiO,. CrakaH ycTaHaBIMBAJICS Ha
MarHUTHYI0 MEIIAJIKY, U MPOU3BOJMIOCH MEXAaHUYECKOE MEPEMEIINBAHUE
CMECH IpU KOMHATHOW TEMIIEpaType B TeuyeHHe 24 4acoB, IOCIE Yero
OCYUIECTBIIsUIACh (UIbTpALMs Yepe3 OyMaXKHbI (QUIbTP Ha KOHMYECKOU
BopoHKe. OTneneHHbI OcaoK Ha (UiIbTpe TOJABEprajics CyIliKe B
cymmbHOM Mikady npu 85°C B Teuenue 24 4acos.

Taxum oOpa3om, ObUT MOJy4€H HAHOMOPHUCTHIN MPOAYKT, COCTOSIIIHIA

N3 OKCH A THUTaHAa.
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Metomom mporopiuu, ucxos u3 Toro, yro npussuu 0,05 r. TiO, 3a
100% ACCUYUTHIBAJIN KOJIMYECTBO JIATUHEI eoyemoe T
5

Mo uduIIpoBanus nosepxHoctu T10;.

A) 0,05t (TiO,) — 100%
X(py) - 1% X=0,0005r (Pt)
B) 100cm® (H,PtCI6) — 0,51 (py)

Xcwm?® mirzetcis) — 0,0005 (py) X=0,1 e’ (H2PtCI6)

Takum oOpa3oM, ObUIM YCTaHOBJIEHBI TpeOyemble KOJIMYECTBA
pEareHToB.

B KOpyHIOBBIN THUTENb HANMBAJICS PAaCTBOP TE€KCAXJIOPILUIATHHOBOU
KHCIOTHI B Kommuectse 0,1 cM® M 106ABIANCS THTAHOBBIA HAHOIIOPUCTHIH
HocuTenb B kommuecTBe 0,05 1.

[Tocne TmaTenbHOrO NEpEMENIMBAHUS CMECU TUTEJIb YCTAHABIMBAJICS
B CYWIWIBHBIA IIKad, W IPOM3BOAMIach TepMoobpaboTka npu 85°C B
TeueHue 24 4yacoB. 3aTeM THUTEIb C CYXOM CMEChIO IMOMEIAICId B
MyQenpHy0 Tieup ¥ HarpeBaics 10 400°C B TedeHue 3 4acoB, a 3areMm
IIPOU3BOIMIIACH N30TEPMUYECKAS BBIAEPKKA B TEUEHHUE 3 YACOB.

[Tonmy4yeHHslii 0oOpazeny HAHOMOPUCTOTO TUTAHOBOTO  HOCHUTENA
NOBEPXHOCTh, KOTOPOTO  MOAM(DUIIMPOBAHA IUIATUHOM, MOABepraics
UCCIIEAOBAHUID METOJAOM JJEKTPOHHOM MHUKPOCKOIIMM W HUCIBITAHUIO

KAaTAJIUTHYCCKUX XaPAKTCPHUCTHK.
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I'JIABA 111. PE3YJIBTATBI DKCIHEPUMEHTOB U UX
OBCYXIEHUE
3.1 UccaienoBanne MUKPOCTPYKTYP 00pa3dli0B TUTAHIJIATHHOBBIX

KaTajau3aTopoB METOA0M 3JIeKTp0HHOl7[ MHUKPOCKOIINHU

Kak yxe oTmedanoch BbIIIE, MOJYYEHHbIE MPOAYKTHI - OOpa3ilbl
TUTAHIJIATUHOBBIX  KaTajdU3aTOpOB  OBUIM  HMCCIENOBAaHbI  METOIOM
JIEKTPOHHOM  MHUKPOCKOIIMM  HAa  TPAHCMUCCHOHHOM  3JIEKTPOHHOM
mukpockorie Mapku JEOL 2010F Fas TEM 200 keV FEG HR TEM/STEM.

[Ipo6r1 uccnenoBaHHbIX mopouikoB maccod 0,05 r. mpeccoBauch B
CIEIUAIBHOW TIpecc - (opMe ¢ TmoydyeHHeM oO0paslioB B BHUAE JIHUCKOB,
KOTOpbIE YCTAaHABJIMBAINCH B CHEIUANbHBIA JEP)KATEIb, B KOTOPOM 3aTEM
BBOJIUJINCH B TyOyC »3JEKTPOHHOTO MHKPOCKOIA Ul OSKCIO3ULIUU
AIIEKTPOHHBIM ITyYKOM.

Ha pucynkax 7-14 mpeacraBieHbl 3JeKTPOHHBIE MUKpOdoTOrpadun
IPOMEKYTOUHBIX  MPOAYKTOB M  TUTAHILIATUHOBOIO  KaTajau3aropa,
MOJIYyYEHHBIX  pPa3IMYHbBIMKM  cnocobamu. B kaxaom  ciydae B
MukpodoTorpadusax MPUCYTCTBYeT MaciitabHas jauHus giuHo 100 HM.
Kak BumHo m3 pucynkoB 10, 11, 14 cpe3 CTpyKTyphl THUTAHILIATHHOBOTO
Karaau3aTopa MpeNCTaBisieT COOOM TIJIOCKOCTh C PEryIspHOW COTOBOMU
CTPYKTYpOW, TIPEACTaBIAIONICH CO00 CceYeHUsT KaHaJIOB TPABWIHHOU
reKCaroHaJIbHOM ()OPMBI C Pa3MEPOM CTOPOHBI IIECTUYTOJIBHUKA SHM.

Ha puc. 7 npencrBieHa  MHUKPOCTPYKTypa  CHUJIMKATHOIO
Me3omnopuctoro  marepuaia SBA-15 MoauduuupoBaHHOTO  MOHAMHU
miatuHbl. Kak BUIHO U3 pucyHka, yactuilbl Pt-SBA-15 umeror npumepHo
OJIMHAKOBYIO GopMmy u pasmepsl B mpenenax 0,5 — 2,5MKM, B CpemHEM

1,5MKM.
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Puc. 7. Yactuusl Pt-SBA-15 10 yaajieHusi HOHOB KpeMHMUSA

dopma YacTUI] MMEET BHJI DIJIUICOB BBITSHYTHIX B MPOJOJEHOM
HANpaBJIEHUW, TpPU HTOM OTYETIMBO MPOCMATPUBACTCS 3aKOHOMEPHBIN
KOHTAKT YacTHUI[ MO MX KpasM B MPOJOJIHHOM HampaBlIeHUU. XapaKTEpHO,
YTO TaKOM KOHTAKT MPOBOAMTH K OOpa30BaHUIO YAJUHEHHBIX IIETOYEK
cocrosmmx n3 10 u 6ostee yacTu.

[Tocne ynanenust nonoB kpemuus u3z Pt-SBA-15  (puc.8)
IPOUCXOANUT MpeoOpa3oBaHue ATUX 4YacTULl. OHU TEPSIOT CBOI OKPYTIYIO

AIUTUIICOBUIHYIO (OpPMY, HUX TOBEPXHOCTh COJEPXKHUT, CJEABbl 3PO3UH,
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POCMATPUBAIOTCS MYCTOTHl M TOPbI, HEMPaBHIBHON (HOPMBI, pa3zMepbl

KOTOPBIX KoJieOmtores B mpeaenax 0,1 — 0,5MkM.

Puc. 8. Yactunsnl Pt-SBA-15 nociie ynajieHust HOHOB KPpeMHUSI.

MukpodoTorpaMmma CHHTE3MpPOBAHHOIO Karajiu3aTopa, B KOTOPOMU
MIPEACTABIICHA MHUKPOCTPYKTYpa MNPOAYKTAa CHHTE3Aa - THUTAHIUIATUHOBOIO
KaTaJM3aTropa IOCJE YAaJCHUs MOHOB KPEMHHS CYIIECTBEHHO OTIMYACTCS

OT MUKPO(OTOrpaMM UCXOJHBIX MPOAYKTOB.
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Bunna HempaBunmbHas (opma dYacTWIl, Pa3UYHBIX Pa3MEpOB,
MMEIOIIMUX YriaoBaTtble TrpaHulbl. Pasmepsl yactun oT 0,2 1o 3,0MKM.

qaCTI/II_[BI HMCIOT PAa3BUTHIO ITIOBECPXHOCTD.

Puc. 9. Yactuusi TiO,-Pt mociie ynanenus HOHOB KpeMHHUSI.
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Ha puc. 10 npeacraBieHuss HAHOCPYKTypa NPOAYKTa — TUTAHILIATUHOBOT'O
KaTajau3aTopa CUHTE3UPOBAHHOIO 1O BapuaHTy Nel.

Puc. 10. HaHOCTPYKTYpPbI THTAHIVIATHHOBOI'0 KAaTAJIM3aTOPA

CHHTE3MPOBAHHOIO 1O BapuaHTty Nel.

CpeMka OblIa OCYIIECTBIICHA HA TPAHCMHUCCHOHHOM  DJIEKTPOHHOM

MUKPOCKOIINH.
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Pa3meprsl HaHouacTul npencTaBistoTcss cBblie S00HM. MU OHM HMMEOT
OKPYTIIYIO U30THYTYIO (hOpMY.

Ha oTaenpHBIX ydacTKax 4acTULl OTYETJIMBO BHUJIEH PUCYHOK U3 BBITSIHYTBIX
TOHKMX JIMHUM NEPEXOAIMX B CETKU. JIMHMM pacnoararorcs napayuiesbHO JIpYyT
IpyTy, HE MEPECceKaloTCs U COINIAaCOBAHHO M3IHOAr0OTCsl COOTBETCTBUM C U3rHMOOM
camMoi yacTuupl. ToNIMHA JIMHUM OPUEHTHUPOBOYHO 6 — 7HM, U IPOMEKYTOK
MEXKy JIMTHUSAMH UMEET pa3Mep MPUMEPHO 7 — SHM.

Taxum 00pa3oM, yCTaHOBIEHO 00pa30BaHUE 3aKOHOMEPHOIO PACIIOIOKEHHUS
JIMHUM U CETOK, CBUIETENIbCTBYIOIIEE O HAIMYNU ONPEIEIEHHON HAHOCTPYKTYPHI.

Ha puc. 11 npencraBiena HaHOCTPYKTypa NMPOAYKTAa — TUTAHILJIATUHOBOIO

KaTaJu3aTopa CHHTC3UPOBAHHOI'O 110 BApUAHTY No2.

Puc. 11. HaHOCTPYKTYpPbI THTAHILIATHHOBOI'0 KaTAJIM3aTOPA
CHUHTE3MPOBAHHOIO 110 BapuaHTy Ne2.
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B cpaBuenun ¢ puc. 10, yactuipl 6osee KpyrHble, 00jiee CBETIIbIE, UMEIOT
OKpYTJIyI0 H30THYTYyI0 (opmy. YacTuiia B JIGBOM BEpXHEM YIUIy SIBHO HMEET
PUCYHKY B BHJE CETKA M HAIIOMHUHAET COTOBYIO CTPYKTYpy. OUeBUIIHO, JaHHas
YacTUIlAa OPUEHTUPOBAHA TMEPHEHIUKYJISIPHO OTHOCHUTENBHO JPYTUX, HMEETCS
BO3MOXXHOCTh YBHUJIETh IMIOMEPEYHBI pa3pe3 4YacTUIlbl JAHHOTO MPOJYKTA.
[Torepeunslii pa3pe3 uMeer (GopMy IPaBUIBHOIO IIECTUYTOJIbHUKA. B TO ke
BpeMs, B COBOKYIHOCTH PHUCYHKaMHU MOBEPXHOCTH COCEIHBIX YacTHUIl, MOXHAa
KOHIICHTPUPOBAaTh OOpa3oBaHUE BBITSHYTHIX B OJHOM HaIpaBJICHHUE KaHAJIOB,
OPUEHTUPOBAHHBIX B CTPOrO OJITMHAKOBOM HAIPaBJICHUHU.

[To wm3mepeHue, OCYIIECTBIEHHBIM Ha OCHOBE TMpHJaraeMoro macmraba
[100HM] yCTaHOBJIEHHOTO, YTO CEYEHUS T€KCArOHAJIBHBIX KaHAJIOB UMEIOT pa3Mep
OKO0JIO 9 — 10HM., a TOJIIIMHA CTEHOK KAHAJIOB COCTABJIAET MPUMEPHO 1,5 — 2,0HM.

Takum o0pa3oMm, YCTaHOBIEHO OOpa30BaHHUE HAHOCTPYKTYPHI YaCTHUIL
MPOAYKTA B BUJIE BHITAHYTHIX T'€KCAarOHAJIbHBIX KAHAJIOB.

. Puc. 12. HaHOCTPYKTYpPbI TATAHIIATHHOBOI'0 KAaTAJIM3aTOPA

CHHTE3MPOBAHHOIO 0 BapuaHTy Ne3.




Jliig 0Opa3ua TUTAHIUIATUHOBOT'O KaTalu3aTopa MOJIYYEHHOIO 10 BapUaHTy
Ne3 puc. 12 Takxe xapakTepHO 00pa3oBaHNE HAHOPA3MEPHBIX KaHAJIOB B YaCTHIIAX
UMEIOLINX IUIaBHBIE U30THYTHIE (POPMBI.

Taxke BUIAEH PHUCYHOK COTOBOM CTPYKTYpPHl ITO—BHIMMOMY IPUCYLIUU
ceueHuto 4dactuny. OpHako, B oTiMunMe OT oOpasuma BapuaHta Ne2 ceueHue
KaHaJIOB YK€, @ CTEHKH KaHaJIOB 00JIe€ TOJICTHIE.

Ha pwuc. 13 npexncraBiieHbl HAHOYACTUIBI IMPOIYKTa-TUTAHILIMTUHOBOIO
KaTajan3aTopa, OJIy4eHHOI 0 110 BapuaHTy Ne4.

Puc. 13. HaHOCTPYKTYPbI THTAHIVIATHHOBOI'0 KaTAJIM3aTOPA

CHHTE3MPOBAHHOIO 10 BapuaHTy Ned.




B crpykrype KaranuzaTopa HAHOYACTULBI HamOoJiee MAacCHUBHbBIE I10
CPaBHEHHIO C 00pa3amMu IpeablIyuX pUCYHKOB. OJHAKO BUIHO, YTO OHU TaKKe
00Jalat0T XapaKTEpPHBIM BHJIOM AHAJOTHMYHBIM MPEABIAYIIUM  CTPYKTypam.
CrpyKTypa KaHAJIOB aHAJOTMYHA CTPYKTYpPE KaHAJIOB IIOKa3aHHbIX Ha puc. 11.

Ha noBepxHOCTM 4acTul, B TO K€ BpEMsl, OTYETIMBO IMPOCMATPUBAKOTCS
XapaKTEepHbIE YEPHBIE TOUYKH, IHPEJCTABIAIOIINE COOOW YacCTUIBl, pa3Mepsl
KOTOpbIX HaxoauTcs B mnepenenax 3 — SuMm. Ha puc. 14 npeacraBieHsl
HAHOCTPYKTYpbl HAHONOPHUCTBIA MAaTPUIBl KaTaJIW3aToOpa, IIOJIYYEHHOIO 10
BapuaHty No5, 10 MOAU(PHUIIMPOBAHUS HOHAMU TJIATUHBI.

B nanHOl cTpykType Hambosiee OTYETIMBO TPOCMATPUBACTCS COTOBBIM
pUCYHOK oOpa3ua JEeMOHCTPUPYIOLIUME KaHaJIbl TI'eKCAarOHAJIbHOIO CEYEHHS.
[Ipuyem kak BHIHO U3 (oTorpaduu, HAaHOYACTHIIA MOXKET UMETh B CEYEHUU BH]I
OPAaBWIBHOTO MIECTUYTrodbHUKA. OOpamaer BHHUMaHUE MPONOPLHOHAIBHOCTb
pa3MepoB yacTtuubl. [lonb3ysch BO3MOXKHOCTBIO, OBUIM JOCTATOYHO TOYHO
WU3MEPEHBI Pa3MeEpPhI MOMEPEYHOTO CEUECHMS, KaK N'eKCAarOHAIBHBIX KAaHAJIOB, TAK U
CaMOM YaCTHUIbl F€KCArOHAIBHOTO CEYEHUS.

CedeHne reKCaroOHaJIbHBIX KaHAJOB COCTABISIET <~ §HM., TOJIIMHA CTEHOK
~ 4HM., a CTOPOHBI IIECTUYTOJIbHUKA UMEIOT cpeauuid pazmep 160 — 170um.

Takum 00pa3oM yCTaHOBJIEHO, YTO B OTJIMYUE OT CTPYKTYpPbl MPOIYKTa
MOJIy4YEHHOro 1o BapuaHTy Ne4 Ha cTpykType npoaykra mo BapuaHTy Ne5
XapaKTepHbIH ~ OCOOCHHOCTBIO  SIBISiETCSl  OoJibliasi — TOJIMHA  CTEHOK
reKCArOHaJbHbBIX KaHAJIOB.

Ha puc. 15 npeacraBineHa CTpyKTypa 4acTUIBI IPOAYKTA MOIYYEHHOTO IO
BapuaHTy Ne5 mociie Moau(pUITMPOBAHUS TNIATUHOM.

XapakTepHOl OCOOEHHOCTBhIO OTJIMYAIOLIEH CTPYKTYpPY 3TOW YaCTHUIIBI OT
OPEIbIIYIINX, SBISETCA OOJbIIOE KOJUYECTBO UEPHBIX YACTHI] IJIATHHBI
HaxXOIAIIMXCS Ha €€ TOBEPXHOCTH.

JlanHOoM (akT CBUIETENBCTBYET O CO3JaHUM B OSTOM HAHOCTPYKTYpE

HaunoOoee 6J'IaFOHpI/I$ITHBIX yCHOBI/Iﬁ JJIA BXOXIACHHUA B HCC MOHOB ITJIaTUHBI.
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Puc. 14. CTpyKTYpbl HAHONIOPUCTON MATPHUIILI KATAJIU3ATOPA
CHMHTE3MPOBAHHO 10 BapUAHTY NeS 10 MOTU(PUIIUPOBAHUSA TUIATUHOM

AR R YT Y
AR AR R R AT T Y
- . .
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HaHOIIaCTI/IIlBI IJIaTHUHBI UMCIOT CPEAHNC PasMCpPhI 4 — SHM, OJHaKO €CThb

YaCTHULbI, pa3Mep KOTOPBIX JOCTUraeT 7 — 8HM.

Puc. 15. HaHOoCTpYKTYpa THTAHILUIATUHOBOI0 KATAJIN3AaTOPA
CHHTE3MPOBAHHOIO 10 BapuaHTy NeS.
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3.2 UcnbITaHUS KATAJIUTHYECKHX CBOHCTB 00pa31[0B THTAHIJIATHHOBBIX

KaTaJm3aTopoB

JIns  npoBeneHUs MCHBITAHUM — UCIIOJNB30BAJIACH YCTAaHOBKA Ta30BOU
xpomatorpaduu koHcTpykiuu mnpog. Marek Laniecki wusroroBiennas Ha
Kadeape KUHETHMKM W Karanusa [lo3HaHckoro YHuBepcuTeTa uUMEHH Ajllama
MunkeBuua.

Ha puc. 5 npeacraien oOuuii Buj ycraHoBku. [IpuHnunuanbHas cxema
UCIIBITATEeNIbHON YCTAaHOBKH TIpeJ/ICTaBlieHa Ha pucC. 6.

Bomopon w3 BomopoaHOoro OamioHa MO MEAHOW TpyOe TMOCTymaeT B
tepmoctat (E) B KoTopoM peryimpyercs TemiepaTtypa Bogoposaa 50°C ¢ momomiso
HUPKYJIUPYIOLIEH BOABI ONPEACICHHON TEMIIEPATYPHI.

Baytpu Tepmocrtata ycraHosieH cocyn (D) ¢ Tomyonmom uepe3 KOTOpBIi
O6apOoTHpYyETCst BOJAOPO/I C IEbIO MOJIYYSHUSI aKTUBHOW PEaKIMOHHOM CMECH.

3areM aKkTHUBHas CMECh BOJOpOJa C TapamMH TOJyoJa HarpeBaeTcs Ha
CIEUAIBHOM yCTpOWcTBEe ¢ Tepmoperyssitopom (1) s moaaepikaHus 3adaHHOM
TEeMITepaTypHI.

Harperast o TpeOyemoii Temneparypsl aKTHBHAs ra30Bas CMECh ITOCTYIAET
B crekisiHHy0 U — oOpasHyio TpyOky (J), B KOTOPOW HAaXOIUTCS PaCIIMPEHHBIN
kaHan (K) ¢ meperopojkoii (L) U3 crieueHHOro CTEKJISTHHOTO IMOPOIIKA, CIyKaIleh
bunbTpoM U ocHOBaHMeM. Ha ocHOBaHUWs HachIaeTCsl TEpEeMEIllaHHass CMECh W3
MOPOIIITKa UCITBITYEMOTO KaTamu3aropa u (bpakiMOHUPOBAHHOTO
IPaHyJIMPOBAHHOTO KBApIICBOTO  HATIOJHUTENSA, WMEIOIIETO  ONpeaeICHHBINA
3aJIaHHBIN pa3Mep YacCTHUIl U CIYXKAIETO JJIsS MOBBIIICHHUS TTOBEPXHOCTH KOHTAKTA
UCITBITYEMOT'0 MaTepuaa.

U — oOpa3Has cTekiisiHHas TpyOKa momenieHa B creruanbHbiii KoxkyXx (N),
SBIISIIOIIMICS ~ HAarpeBaTelIbHOM  TI€Ybl0, CHA0XXEHHOM  HarpeBaTelieM U3
HUXpPOMOBOW clHMpaaud, B KOTOPOW co3maercs TpeOyemas TemIiepaTypa
skcriepuMenTa. KoxXyx yCTaHOBJIGH Ha MEXaHUYECKOM yCTPOMCTBE ISl TIOTHSTHUS
Y OITyCKaHMSI. JIJIsi peryaupoBaHHMS W YPAaBHOBEIIMBAHUS JaBJICHUS Ta3a |

IPOIYCKHOM CIIOCOOHOCTH, BHYTPH YCTAaHOBKH UMeeTcsi ycTpoiictBo (M) B BuUie
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CTEKIITHHOW TpPYyOKHM C IEHHCTBIM PAacTBOPOM JUIS BH3YallbHOTO KOHTPOIS 3a
JIIBUOKEHHEM ra3a Ha BBIXOJIE.

[Mpomreqmmii 4epe3 CTaAMIO KaTalu3a ra3 I[IOCTyIIaeT Ha TIa30BEIi
xpomarorpad, rie MPOM3BOAUTCS AaHAIU3 W IOCICAYIOas HACHTH()HUKAINS
XMMHYECKHX COCAMHEHUH Yepe3 yIPaBIISIONi KOMIBIOTED.

[Io BceMy TpakTy ABHKEHHS BOJOpPOJA II0 YCTAHOBKE MMEIOTCS
CrelUaIbHbIC 3alIOPHbIE KPAHBI /IS YIIPABICHUS TapaMeTpaMu JBIKCHHS Ta3a 1Mo
cucreMe —a, b, ¢, d, e, f.

Ha cxeme 1. moka3aHa peakiiusi B3aWMOJCHCTBHs BOJOPOJa M TOJIyOja C
0o0pa3oBaHHEM, IOCPEACTBOM  KATAIUTHUYECKOW  peakidd, MPOAyKTa  —
METHILMKIOTEKCaHa.

Cxema 1. CxeMa KaTaJUTHYECKON peaKuuu 00pa3oBaHus

METUINHNRJIIOTEKCaAHAa
ZHS CH.
H2 T catalyst
_— -
+ L
C6H5CH3 C6H11CH3
Hydrogen  Toluene Methylcyclohexane
\
CHs
1,3-dimethylcyclopentane
CHs CHj3
1-methylcyclohexa-1,3-diene
y—
toluene methylcyclohexane
93-95 %
1,2-dimethylcyclopentane
/ ethylcyclopentane
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3.2. Pe3yabTaThl HCCIE0BAHUI KATAJIUTHYECKUX XaPAKTEPUCTHK
CHHTE3MPOBAHHBIX KATAJIU3ATOPOB

[Ipy mpoBeaeHUH HKCHEPUMEHTOB IO MCHBITAHUIO KATaJTUTUYECKHUX
XapaKTEPUCTUK CUHTE3UPOBAHHBIX MPOAYKTOB, COTJIACHO NPHHATOM METOIUKH,
MPOU3BOJIMIIOCH TSATUKPATHONM WHXKEKTUPOBAHUE BOJOpPOJa B CHUCTEMY IMpHU
3aKpBITOM KpaHe (€) BITycKa ra3a B HCIIBITATSIIbHYIO SUYCHKY.

[IpoIOKUTENEHOCTS KaXAO0TO IHMKJIAa HMHXKEKTUPOBAHMS cocTaBiisiia 15

MUHYT ¥ aBTOMAaTWYECKH pEryJupoBajliach IMpPH MOMOLIM  YNPAaBIAIOIIETO
KOMIIBIOTEPA.
[lepen HavamoM WHXEKTHPOBAHUS BKItoUaics tepmoperyisitop (1) mis noBenenus
TeMIIEpaTypsl Bogopoga 10 328°C, Mo3BOJISIONIEH UMETH TEMIIEPATYPY BOAOPOIA
Ha Bxojie B xpomarorpad 300°C, u moiepkuBaiach Ipy HEM B TEYEHHE BCEX IISATH
[IUKJIOB MHKEKTUPOBAHUSI.

3aTeM, TIOCIE€  OKOHYAHUS  WHXKEKTUPOBAHUS  TEPMOPETYIATOPOM
TEMIIEpaTypa BoxopoJa omyckamach 10 189°C, mo3Bosromiel MOIaepKHUBATh
TeMITIEpaTypy BOAOPO/Ia BHYTPH UCIIBITATEIBHOMN stuckiku Ha yposHe 175°C.

3aTteM, 10 Hauyajla WCHBITAHUNW  KATAJUTUYECKUX  XapaKTEPUCTHK
UCIIBITYEMBIX TPO0, MOCPEICTBOM YIPABJISAIOLIEIO KOMIBIOTEpA IOJaBajach
KOMaH/Ja aBTOMATMYECKOM CHUCTEeME HadaThb JI€apOMaTHU3alUi0  TOJyoJia
IIOCPENCTBaM OTKPHITHS KpaHa (e), mojuep:kanus temimeparypbl 175°C BHyTpH
neun — Tepmoctata (N) u mpoBefeHUs aHaIM3a COACPIKAHUS METHIILUKIOTCKCaHa
ra3oBbIM XpomaTorpadom.

[IpoBeneHne W3MEpEHH HAa YCTAHOBKE OCYIIECTBISJIOCH C  YYETOM
pa3nuYHbIX KoJIeOaHWW MapaMeTpoB, KOTOpbIE MPOUCXOAWUIM B Ipolecca
u3MepeHus. B cBsi3U ¢ 3TUM MPOBOAWINCH 7-9 OBTOPOB U3MEPEHUI COJEpHKAHUS
METWILMKJIOrekcana.  lIpoueHTHoe — comepkaHMe  OCTATOYHOIO  TOJIyOJia
onpenensuiock mnyreM BbluuTaHug OT 100% yCTaHOBIEHHOTO MPOLIEHTHOTO

COACPKaHHA MCTUIINHUKIIOTCKCaHa.

43



Pe3ynbTaTh onpeaeaeHus KaTaJTUTUYECKON s exTuBHOCTH
TUTAHIUIATUHOBOTO KaTajn3aropa ¢ cojepxkanueM miatubl 0,5%, moiIydyeHHOro
no BapuaHty Nel mpezacrasiensl B Tabnuiie 1.

N3 panHbIX TaOMULBI CHAEAYET, YTO NpU KOHIICHTpAalMu IUJIaTUHBI B
katanu3arope 0,5 % BbIX0J METUIIUKIOTEKCaHa Kojiebsercs B npeaenax 17,0 —
18,9%. Ilpu sTOM coaep;kaHME OCTaTKa TOJyojda Haxoaurtcs B mpeaemax 81,1 —
83,33%. B cpennem BbIxon mpoaykra coctaBisgeT 18,067% mnpu copep:kaHUU
coctaBe Toiyona 81,93%.

Pe3ynbTaThl 3KCIEPUMEHTOB 0 OMPEACICHUIO KaTATUTUYECKON aKTUBHOCTH
poObl TUTAHIUTATHHOBOTO KaTaiau3aTopa ¢ comepxkanuem 0,5% Pt, momydeHHOTO
o BapuaHTy Ne2, mpuBe/ieHbI B Ta0. 2.

Kaxk BuaHO u3 Tabmuubl, 3p(HEKTUBHOCTH 3TOTO KaTalu3aTopa BECbMa Maja.
Beixon wmerunamukiorekcmHa kojebiercs B mepeaenmax 0,9 — 1,6%, mnpu
OCTaTOYHOM cojiep>kaHuu Toryona 98,4 — 99,1%.

Cpennuii BbIXOA mOpojykTa coctaBisieT 1,275%, mpu ocrtatke TOIyona
98,725%.

B Ttabnuue 3 mnpenacraBiieHbl Pe3yiabTaThl OMNpEACTICHUS KaTaTUTHYECKOU
aKTUBHOCTU TMpPOObl CHUHTE3UPOBAHHOTO TUTAHIUIATUHOBOTO KaTajau3aropa C
coaepkanueM 0,5% mmaTUHBI TOJIYYEHHOTrO, C HucnoJib3oBanuemM PVP, mno
BapuaHTy Ne3.

B nmamHoM ciywae Bbeixon npoaykta emie MeHblie.  ConepxaHue
MeTHIIMKIorekcana B npeaenax 0,6 — 0,7% a ocrarok Tonyosia coctabisier 99,3 —
99,4%.

Cpennuii BbIxoa mpoaykra cocrtaBisier 0,66%, mpu ocTaTtke ToJyosa
99,34%.

Karanutnueckue xapakTepuCTHKU MPOObI TUTAHIUIATUHOBOTO KaTalnu3aropa,
cuHTe3upoBaHHOTO 1o BapuaHty Ne4, comepxamiero 1,0% Pt mpencraBieHsl B
Taba. 4. BbIxo NpojyKTa — METUIIIEKJIOTeKcaHa HaxoAuTcsl B mepeaenax 13,3 —
15,7% nipu octatke Tosyosna 84,3 — 86,7%.

Cpennuii Beixoa npoaykra - 14,678%, npu ocratke Tosiyona 85,322%.
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Ta6Jmua 1. PCBYJIBTaTI)I HCIIbITAHUN TUTAHILJIATUHOBOT'O KaTajin3aTopa CHHTC3UPOBAHHOI'O

no BapuanTy Nel [16.10.2008]

Bpemsi: yac/mun IIpoda Nuxexkuus. Brixoa OcraTtok
Ne npoaykra (%) ToJryoJ1a(%o)
9:00 blank 1 0 100
9:15 blank 2 0 100
9:30 blank 3 0 100
9:45 blank 4 0 100
10:00 blank 5 0 100
Pt-SBA-15 +TiO
10:00 ? 1 17.3 82.7
Pt-SBA-15 +Ti
11:30 ESBA-LS +TIO; 2 18.6 81.4
Pt-SBA-15 +TiO,
13:00 3 18.9 81.1
- - +Ti
14:30 PESBA-LS +TIO; 4 18.7 81.3
Pt-SBA-15 +TiO
16:00 ? 5 18.5 81.5
Pt-SBA-15 +Ti
17:30 ESBA-LS +TIO; 6 18.3 81.7
Pt-SBA-15 +TiO,
19:00 7 17.8 82.2
Pt-SBA-15 +TiO
20:30 2 8 175 82.5
Pt-SBA-15 +TiO,
22:00 9 17,0 83,0
CpenHuii mokasarteib Pt-SBA-15 +TiO, 18,06 81,93

45




Ta6Jmua 2. PCBYJIBTaTBI HCIIBITAHUN TUTAHILIATUHOBOTO KaTajiu3aTopa CUHTC3UPOBAHHOI'O

no BapuanTy Ne2 [5.11.2008]

Bpemsi: yac/Mmun IIpo0da Nuxexuus. Ne | Beixoa npoaykra | Ocrarok
(%) ToJ1y0.,1a(%0)
9:00 blank 1 0 100
9:15 blank 2 0 100
9:30 blank 3 0 100
9:45 blank 4 0 100
10:00 sin+Pt-SBA15 1 1.6 98.4
11:30 sin+Pt-SBA15 2 1.6 98.4
13:00 sin+Pt-SBA15 3 1.5 98.5
14:30 sin+Pt-SBA15 4 1.3 98.7
15:00 sin+Pt-SBA15 5 1.2 98.8
16:30 sin+Pt-SBA15 6 1.1 98.9
18:00 sin+Pt-SBA15 7 1.0 99.0
19:30 sin+Pt-SBA15 8 0.9 99.1
Cpennnii sin+Pt-SBA15 1,27 98,72
IIOKa3aTellb
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Ta6Jmua 3. PCBYJIBTaTBI HCIIBITAHUN TUTAHILIATUHOBOTO KaTajiu3aTopa CUHTC3UPOBAHHOI'O

no BapuanTy Ne3 [11.12.2008]

Bpems: IIpo0a Nuxexuus. Ne Boixon OcraTtok
yac/MHH MPOAYKTA ToJryoJia(%o)
(%)

9:00 blank 1 0 100
9:15 blank 2 0 100
9:30 blank 3 0 100
9:45 blank 4 0 100
10:00 Pt+CH3;0OH 1 0,7 99,3
11:30 Pt+CH;3;0OH 2 0,7 99,3
13:00 Pt+CH3;0OH 3 0,7 99,3
14:30 Pt+CH;0OH 4 0,7 99,3
15:00 Pt+CH;0OH 5 0,6 99,4
16:30 Pt+CH;0OH 6 0,6 99,4
18:00 Pt+CH3;OH 7 0,6 99,4

Cpennuit Pt+CH5;0OH 0,65 99,34

IIOKa3aTcCJIb
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Ta6Jmua 4, PCBYJIBTaTBI HCIIBITAHUN TUTAHILIATUHOBOTO KaTajiu3aTopa CUHTC3UPOBAHHOI'O

no BapuanTy Ne4 [27.01.2009]

Bpemsi: yac/MuH IIpoda Nuxexuus. Ne Brixoa OcraTtok
npoaykra (%0) ToJryoJia(%o)

9:00 blank 1 0 100
9:15 blank 2 0 100
9:30 blank 3 0 100
9:45 blank 4 0 100
10:00 Ti+PVP+Pt 1 13,3 86,7
11:30 Ti+PVP+Pt 2 14,9 85,1
13:00 Ti+PVP+Pt 3 13,5 86,5
14:30 Ti+PVP+Pt 4 14,9 85,1
15:00 Ti+PVP+Pt 5 15,2 84,8
16:30 Ti+PVP+Pt 6 14,9 85,1
18:00 Ti+PVP+Pt 7 15,1 84,9
19:30 Ti+PVP+Pt 8 15,7 84,3
21:00 Ti+PVP+Pt 9 14,6 85,4

Cpennuit Ti+PVP+Pt 14,67 85,32

ITOKa3aTcJb
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Ta6Jmua 5. PCBYJIBTaTBI HCIIBITAHUN TUTAHILIATUHOBOTO KaTajiu3aTopa CUHTC3UPOBAHHOI'O

no BapuanTy Ne5 28.01.2009

Bpems: yac/mun IIpo6a HNnxexnusna. Bbixoa OcrTartok
No npoaykra (%0) ToJryo.1a(%o)
9:00 blank 1 0 100
9:15 blank 2 0 100
9:30 blank 3 0 100
9:45 blank 4 0 100
10:00 Ti+PtwithoutPVP 1 41,7 58,3
11:30 Ti+PtwithoutPVP 2 55,7 44,3
13:00 Ti+PtwithoutPVP 3 55,5 44,5
14:30 Ti+PtwithoutPVP 4 50,3 49,7
15:00 Ti+PtwithoutPVP 5 57,0 43,0
16:30 Ti+PtwithoutPVP 6 57,0 43,0
18:00 Ti+PtwithoutPVP 7 57,0 43,0
19:30 Ti+PtwithoutPVP 8 56,1 43,9
21:00 Ti+PtwithoutPVP 9 56,1 43,9
Cpennuii Ti+PtwithoutPVP 54,04 499

IIOKa3aTcCIIb
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Karanutnueckue xapakTepuCTUKU MPOObI TUTAHIIATUHOBOTO KaTalu3aropa,
nosiyueHHOMY 1o BapuaHTy Ne5, conepxatuero 1,0% Pt mpusenens! B Tad. 5.

VY naHHOW mpoOBI BBISABICHBI CaMble BBICOKHME COJAEpPXKAHUS MPOAYKTa
KaTajin3a — MeTHIEKIIOTeKcaHa. Tak, o HaxoauTcs B uatepBaine 41,7 — 57,0%,
IIPY OCTATOYHOM KojmdecTBe Toayona 43,0 — 58,3%.

Cpennuii Beixoz npoaykra - 50,3%, npu ocrartke Tonyona 49,7%.
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3.3. O0cy:k1eHHe NMOJyYeHHbIX Pe3yJibTaToB.

Takum o00pa3oM wuccieoBaHa BO3MOXKHOCTh TOJYYEHHSI HAHOIIOPHCTOTO
Karajgus3aropa Ui KaTaIUTHYECKOTO IIPOM3BOJACTBA METWILMKIIOTEKCaHa U3
Tolyna. B CBA3M € TEM, YTO CHHTE3 JAHHOIO COEIMHEHHS BO3MOKEH
KaTaJUTUYECKUM IIyTeM Ha JOpPOTOCTOSIIEM IUIATUHOBOM KaTanuzaTope, Obuia
IIOCTABJICHA LIEJIb BBIABUTH YCIIOBUS IOJYYEHUSI CTPYKTYPBl HOCHUTEIIS, B KOTOPOU
COXpPaHAJIOCh Obl OOJNbIIasi MOBEPXHOCTh KOHTAKTa PEAKIMOHHOW ra30BOM CMECH
BOJIOPOJIa U TOJIyOJIa C KaTaau3aTopoM. IIpu OTHOCHTEIBHO HEOOJIBILIOM pacxoje
IUIATUHBI 3TO MOXET OBbITh JOCTUTHYTO 3a CUET YBEIMYEHUS €€ YAEIbHOU
MOBEPXHOCTU C TNOMOIIBIO METOJOB HAHOTEXHOJOTMH, B KOTOPBIX B KauyeCTBE
HOCUTEJISI UCTIONb3YETCs IyOUaThlil TUTaH.

Kak Obulo oOTMEYEeHO B JUTEpaTypHOM 0030p€ M JAHHBIX HalIUX
MHUKPOCKOIUYECKUX HCCIEA0BAHUMN, pa3Mepbl MOp ry0vyaToro TUTaHa JOCTATOYHO
BEJIUMKH M, MO IPUMEHSBIIMMCS J0 HACTOSLIETO BPEMEHU TEXHOJOTHAM, IS
co3gaHusl OOJIBIION KaTAIUTUYECKOM IOBEPXHOCTH TPEOyeTCs OTHOCHTEIIBHO
00JIbIIOE KOJIMYECTBO I'yOUaTOro THUTaHA M JOPOTOCTOSIIEH MIaTUHBL. B Takoi
CTPYKTYp€ yJleJbHasl MOBEPXHOCTh YACTHI] TUIATHHBI MEHBIIIE, YEM MOTJIa Obl OBITH
B Cllyya€ OCBOCHHA [JJs JAHHOM KaTaJUTUYECKOM peakuuu MepeaoBbIX
HAHOTEXHOJIOTUI, TO €CTh HCIIOJNb30BAaHUS HAHOYACTHI] IUIATUHBI BHEAPECHHBIX B
HaHOITOPUCTHIN HOCUTENb.

[ToaTomy ObLTa TIOCTaBJIEHA 33Ja4a MOJYYEHUS] TAKOH CTPYKTYpPbl CKBO3HBIX
MOp HOCHUTEIS IUIATUHBI, B KOTOPOU MpHU OOJBIION KaTAIMTUYECKONH MOBEPXHOCTH
MO Obl CBOOOJHO mMepeMeniaThCs OOJIbIINEe O0BEMBI PEAKIIMOHHON CMecH
BOJOpOZa U TOJYOJa, OCYIIECTBISE C OOJIBLIOW CKOPOCTHIO KaTaIUTUYECKYIO
pEaKLNI0 CUHTE3a METHIIIMKIIOTeKCaHa.

Jnst  pemieHuss dTOoM  3amaur  ObUIO  MCIOJB30BAHO B KAdeCTBE
NEPBOHAYAIBHOM MaTpHLbI-IIa0IOHa CTPYKTYpPY aMOp(HOro ME30MOPUCTOrO
KpeMmHe3emMa Tuna SBA-15 wacTuipl, koTopas o00JaJaeT HAHONOPHUCTHIMU

MNPOTAKCHHBIMU KaHaJIaMMH.
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[Tyrem B3aumoseiicTBus ¢ u3onpomnokcuaom tutana Ti(i1-OCsH7), ctaBunach
3aJlaya BHEAPUTh MOHBI TUTaHA BHYTPh HAHOpPA3MEpHbIX KaHaioB SBA-15, co3nas
Kak Obl BHYTPEHHUH «CJENOK» HAHOCTPYKTYpHBIX KaHajlOB. 3areM ObUIO
HEOOXOJMMO TPOU3BECTH BBIIIENIAYMBAHINE HOHOB KpPEMHE3eMa M OCYIIECTBUTH
MOIU(UIMPOBAHUE TOBEPXHOCTH OOpPA30BaBIIMXCS HAHOKAHAJIOB, CTEHKU
KOTOPBIX IIOCIIE IPOKAJIMBAHUSA COCTOSUIA M3 OKCHJAa THUTAaHA HAHOYACTULAMH
IJTaTUHBIL.

JUis ocyliecTBIEHUs 3TOM 3a71ayd UCIPOOOBaHbI MSATh BAPUAHTOB CHUHTE3a
HAaHOCTPYKTYPHOTO THUTAHIUIATHHOBOI'O KaTanu3aTopa. B 3TuxX BapuaHTax,
OCyIIECTBICHHBIX Ha ocHoBe SBA-15, wu3ompomokcuga TuTaHa, TeKCaxjop
IUIATUHOBOW  KHUCJIOTBI M BCIIOMOTAaTEJIbHBIX  pPEarceHTOB, BapbHPOBAJIMUCH
IIOCJIEA0BATEIBLHOCTD OTACNIBHBIX ONEpaluii CHHTE3a, a B BapuaHTe Ned cHHTE3
OCYLIECTBJISUICSI C HCIIOJIB30BAHUEM IOJMBUHUIIIMPPOIUIOHA, BBIITOJIHSIBIIETO
pOJIb TEMIUIAHTAHTa— BEUIECTBA, COIJIACHO H3BECTHBIM JINTEPATYypHBIM JaHHBIM
CIIOCOOCTBOBABILIETO  3aKPEIUICHWIO HAHOYACTUI[ IUIATHHBI HAa TOBEPXHOCTHU
HAaHOPA3MEPHBIX KaHAJIOB.

AHanu3 pe3ynbTaToB HMCCIIEIOBAHUS MOJIYYEHHBIX HAHOCTPYKTYP METOIOM
AIEKTPOHHON MHUKPOCKOIIUH BBICOKOTO Pa3pelIeHHs TOKa3all, YTO MPAKTUYECKU BO
BCEX BapuaHTaxX CHUHTE3a 00pa3yloTcs HaHOpPa3MEpHBbIE MPOTSKEHHbIE KaHaJbl
reKCaroHaJbHOro ceueHus. OIHAKO, pe3yJIbTaThl UCIIBITAHUN UX KaTaIUTHYECKOU
AKTUBHOCTH MOKA3aJM CYIIECTBEHHbIE Pa3IniMsl B KOJMUECTBE 00pa30BaBLIETOCS B
pe3yapTare KaTaIuTUYECKOW peaKIMN METHIILIUKIIOTEKCAaHA.

Takum 00pa3om, ObUIO YCTAHOBJIEHO, YTO CYIIECTBEHHOE 3HAYEHHE HMEET
3aKpEIUICHHE HAaHOYACTUL IUIATUHBI HA MIOBEPXHOCTH HAHOKAHAJIOB OKCUJA TUTaHA
U JOCTH)XEHHE TpeOyeMOM HUX KOHUEHTpalMd Ha TOBEPXHOCTH KAHAJIOB.
Hcrnonp3oBaHue  MONMBUHWINMPpOJMAOHAa B  BapuaHte Ne4 He  pmaino
CYILIECTBEHHOI'O pe3yJIbTaTa.

bbUTO YyCTAaHOBIEHO 3HAYEHWE MOCIEAOBATEIBHOCTU ONEPAlMi CHHTE3a U

BBISIBJICHO BaXXHOCTh CTaJUMU YJIAJIICHUS MOHOB KpeMmHe3eMa. B BapuanTe NoS5 oHO
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ObLJIO TPOM3BEACHO TMOCHE CTAaJuu TUAPOJIU3a H3OMNPONOKCHUIA THUTaHA W
MOCIIEAYIOLIETO MPOKAIUBaHUs ¢ 00pa30BaHUEM HAHOKAHAJIOB OKCHA TUTAHA.

[Ipu mnocnenyromeit craauu MOIUPUIMPOBAHUS TeKCAXJIOPILUIATUHOBOM
KHCJIOTOM HWOHBI IJIATUHBI MPOHUKIM BHYTPh HAHOKAHAJIIOB OKCUJA TUTaHa, U
MoCJIC  TMPOKaJMBaHUA  00pa3oBaiM  OOJBIIOE  KOJIHYECTBO  IJIATHHOBBIX
HAHOKPHUCTAJUIOB 3aKPEIMUBIIUXCS BHYTPU KaHaloB. ITOT (aKT OTUETIUBO
HAOMOJaeTCsl Ha DJIEKTPOHHO-MHUKPOCKOMUYECKMX CHHUMKAaX HaHOCTPYKTYPBI
MPOAYKTa MOJIYYEHHOTO 10 BapuaHTy NeS5.

B oTiinuune oT AaHHOW CTPYKTYpPhI YaCTHIIbI IUIATHHBI HE MPOCMATPHUBAIOTCS
Ha MHUKpodoTorpadusx MPOAYKTOB IMOJyUYEHHbIX Mo Bapuantam Nel, 2 u 3.
O4eBHIHO, B ATUX CIIy4yasX CHUHTE3a KOJUYECTBO HMOHOB IUIATUHBI MPOHUKIINX
BHYTpb HAHOKAHAJOB ObUIO HEJOCTATOYHO, TMOO OHU HE CMOTJIM 3aKPEMHUTHCS Ha
CTEHKaxX KaHajoB. B pe3ynbTaTe yJenbHAas MOBEPXHOCTh IUIATUHOBBIX YACTHIL
OKa3ajach MeHbIle TpeOyeMOoW, YTO M CKa3ajloCh Ha pe3yJibTaTaX HCIbITaHUH
KATaIMTUYECKON 3 (HEKTUBHOCTH.

OCHOBHOE OTJIMYME CHUHTE30B IO JTHM BapuWaHTaM COCTOSJIO B
MOCJIEIOBATEIBHOCTH CTAIUNA MOAU(DUIIMPOBAHUS UIATUHON U yIAJIEHUS KPEMHUS,
KOTOpPO€ B JIaHHBIX CJIy4asX OCYIIECTBISUIOCh MOCIE MOIU(DUIIMPOBAHUS.
OueBHIHO, B JTUX ClIy4asiX HMOHBI IUIATUHBI 3aKPEIUBUINCh TakKKe W Ha
MMOBEPXHOCTH TeKCaroHaJIbHBIX KaHajgoB camoro SBA-15, a Ha mocnemyromeit
CTaAuW YJAJEHUSd HWOHOB KPEMHHUS IIJIJABUKOBOM KHUCIOTOM MPOUCXOJIUIIO
pa3pyllIeHHUEe ero CTPYKTYpPbl U COOTBETCTBEHHO yJIaJIEHUE TUIATUHOBBIX HOHOB.

Takum 00pa3oMm, yCTaHOBJIEHA ONTUMAallbHAs MOCJIEI0BATEIbHOCTh CTAIUN
CHHTE3a, IIPU KOTOPOM  OCYIIECTBISIOCH  B3aumojeiicteue SBA-15 ¢
U30IPOMOKCUIOM THUTaHa B MHEPTHOM cpeie, 3aTeM BbILIEIAUYUBAHUE HOHOB
KpEMHHUs IUIABUKOBOM Kucioron. Ha puc. IIPUBEJICHA CXEMa MOJIy4YECHHUS
KaTaJn3aTOpPOB C yKa3zaHHWEM MPOMEXyTouHbIX ctaguil. Kak BugH u3 puc. SBA-15
MpEACTaBIsIeT  CcO0OM  MPOTSIKEHHBIE  IeKcaroHalibHble — KaHaibel.  [lpu

B3aumoseiicteun ¢ Ti(i-OC3H;)s, oOpasyercss mpomexyTodHas cTpykTypa SBA-
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15+ TiO,, mpencrapisionias coOOW KOMITO3UIMIO M3 T'eKCAaroHaJIbHOTO KaHaja

SBA-15, BCTpOEHHOIO B HETrO IMIMHAPUYECKOTO KaHalla OKCHIa TUTaHA.

I» SBA-15
S
< +Ptwith PVP
O =) TiO2 O =) TiO2 o ==) Pt

Puc. ConeprxaHus METHIILMKIIOT€KCAHA U TOJIY0JIa IIOCIIE KaTAJIUTUYECKOTO
CUHTE3a Ha KaTaJlu3aTopax , MOJy4eHHBIX 0 BapruaHnTam Nel-4.

[Tpu noGaBieHNYU MIABUKOBOW KUCJIOTHI MIPOUCXOJUT yAAJIICHUE IeKcaroHaJabHOTO
kapkaca SBA-15 u ocrarorcs moseie kKaHanbl 110, KOTOpBIE TPU MOIUPUKAIH
HAHOYACTUIIAMU TJIATUHBI C MOMONIBIO TEKCAXJIOPIIATUHOBOM KUCI0TOM ¢ PVP n
obxkura mpu temneparype 400°C  oOpasyercs Me30IMOpUCTas HaHOCTPYKTYpa,
cocTosiasl U3 KaHaJOB ry0yaTOro TUTaHA, HA CTEHKaX KOTOPOTO OCAXKIAIOTCS
HAHOYACTHULIbl TUIATUHBI.
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3.3.1. Kataautu4eckass aKTUBHOCTb KaTAJIM3aTOPOB

Ha puc. npencraBieH BbIX0J KOHEYHOI'O MTPOJIYKTa B PEAKLIUH
KaTaJIUTHYECKOTO CUHTE3a METUJILIMKIIONEKCaHa W3 TOJIyOJla Ha KaTallu3aTropax,
MOJIyYeHHBIX MO Bapuantam Nel-4.

l ﬂ
“* Product

* Toluene

Kak BugHO M3 puC. CHHTE3MpOBaHHBIC 0Opa3Ilbl KaTaau3aTOPOB I10 BapHAHTY
1,2 Ha peakinuio 00pa30BaHMS METHIILHMKIOTEKCAHA M3 TOJyoJla HE OKa3bIBaeT
KaTaIUTUYECKOrO0 JIecTBUA. Bwixon mnpoaykra coctraBiasier 18 u  1,2%

COOTBETCTBEHHO.
60 56,6 %
50
40
30 ® Product
@ Toluene

20

10

0

SBA+Ti+Pt
PI/IC. COI[Cp)KaHI/ISI MCETWJILIUKIIOI'CKCAaHAa 1 TOJIYOJ'Ia ITOCJIC KAaTAJIUTHUYCCKOI'O
CHHTE3a Ha KaTaJln3aTrope , MOJyYeHHBIM IO BapuaHTy Neb
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Ha o6pa3nax kaTanu3aTopoB, CHHTE3UPOBAHHBIX 110 BapuaHTaM 3 U 4 BBIXO]I
KOHEYHOTO TMPOAYKTa 3aMETHO Bo3pacTaer. HaumOomblnyl0o aKTHUBHOCTH
MOKa3bIBACT KaTalM3aTOp, CUHTE3UPOBAHHBIM IO BapUaHTy 5, C MOMOUIBIO
KOTOPOT0 JOCTUTAETCSl BBIXOJ KOHEYHOTO MPOAYKTa —METHUIMKIOreKcana 56,6%
(puc. ).

3.3.2 CopOunoHHbIC XapPAKTEPUCTUKH KATAJIN3aTOPOB

OpHOM M3 BaXXHBIX XapaKTEPUCTUK KaTaIM3aTOPOB Ha MOPHUCTHIX HOCUTEISX
SBJISIETCSI COPOLIMOHHBIE TTApAMETPhI, KOTOPHIE MO3BOJISIOT OOBSICHUTH MEXaHU3M
KaTAJIMTUYECKOTO JCHCTBUS W ONPEACIUTh (DAKTOPBI, BIMSIONIME HA UX
sapdexktuBHOCTh. Ha pric. mpeacTaBieHbl KpUBBIE [0 OMPEACICHUIO pa3Mepa mop
U UX 00BEMHOT0 pacIpeiesIeHUs], a TAK)Ke KpUBbIE COPOIIMU U AECOPOINH IJIsI BCEX
CHUHTE3UPOBAaHHBIX 00pasnoB Katanu3aTopoB. Kak BugHO u3 puc. SBA-15 numeer
pasMep mop 6 HM ¢ o6mmM oObemoM mop 0,6cM>/rp. MHMperHupoBaHHbIIL
mIatHHOM o6paser;  SBA-15 mmeer pasmep mop 5 HM 1 oGbemoM mop 0,5 em/rp.
COOTBETCTBEHHO COPOIIMOHHAS eMKOCTB 3THX 00pa3ioB cocTaBmsier 600 cm™/rp. u

500 cm>/rp.
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Puc. CopOumoHHbIe XapaKTEePUCTHUKU UCXOAHOM 1 Pt — MoauuupoBaHHOMA

dbopm aacopbenta SBA-15.

700 4 Pore distribution BJH Desorption
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Puc. 8. Copbimonnsie xapaktepuctuku ¢popm agcopoenta SBA-15: ucxonnoit u
MOAU(PUITUPOBAHHBIX TUIATUHON B Pa3HBIX PEKUMAaX.
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3aka0ueHmne

B pesymbrare mnpoBeaeHHOW pabOThI MO JUTEPATYPHBIM HCTOYHUKAM
coOpaHa W MpoaHaIM3UpPOBaHa WH(POpPMAIIMSI O COBPEMEHHBIX METOJIaX CHHTE3a W
MCCIICIOBAaHUSI HAHOIMOPUCTHIX KaTalnu3aTOPOB, AaKTUBHBIMU ILIEHTPAMH KOTOPBIX
SBJITFOTCS. HAHOYACTHUIBI OOJafaronue OONBIION YIASHHHOW TOBEPXHOCTHIO
KaTaJIUTHYECKOT'O0 KOHTAKTA.

[IpoBeleHO  AKCHEPUMEHTAIBHOE  KCCIEOBAaHUE MO  IMOJYYEHHIO
TUTAHIUIATUHOBOTO KaTajnd3aTopa Ui CHHTE3a METWILHKJIOTeKCaHa M3 Ta30BOMU
CMECH BOJIOPOJIa U TOIYOJa.

I[lo pe3ynpraram CcuHTE3a [0 MATH BapuaHTaM W UCHBITAHUSA
KaTaIUTHYeCKOM A(PPEKTUBHOCTH TIOJYyUYCHHBIX O0Opa3IlOoB KaTajau3aTOpPOB 10
KOJIMYECTBY 0OpPa30BaBIIETOCS KOHEYHOTO MPOAYKTa, YCTAHOBJIEH ONTHUMAaJbHBIN
Croco0® TPUTOTOBJICHUS HAHOIOPHUCTOTO THUTAHIJIATHHOBOI'O KaTaju3aTopa It
MIPOM3BOJICTBA METHIIIIMKIIOT€KCaHa.

[IpoBenenHass »KcHepuUMEHTalbHas paboTa OTKPHIBAET BO3MOXKHOCTHU
OCYIIIECTBJICHUSI TEPCIICKTUBHBIX HMCCICAOBAaHUNA M Pa3pabOTOK B HaIpPaBJICHUH
CHUHTE3a KaTaJlM3aTOpOB HAa OCHOBE ME30MOPHUCTOr0 KpEeMHE3eMa pa3IMYHbIX
HAHOIIOPUCTHIX, AKTUBHBIMH LIEHTpaMHU KOTOPBIX MOTYT  SIBIITBCS
pacroJiaraloiiydecsi BHYTPH HAHOCTPYKTYPHBIX IOpP-KaHAJIOB HAHOKPHUCTAJIIIBI
Pa3IMUHBIX PEAKUX U OJaropoAHsix MeTayioB. OCBOEHUE TEXHOJOTUHA HX
MOJYYEHHUS U3 MECTHBIX ChIPhEBBIX HCTOUYHMKOB OTKPOET IIMPOKHE BO3MOKHOCTH
MPUMEHEHUSI B MHTCHCUBHO PAa3BUBAIOIIMXCS XUMUUYECKON M HEYTEXUMHYECKOU

OTpacisiX MPOMBIIIJIEHHOCTH ¥Y30€KHCTaHa.
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BbiBOABI

1. VYcraHoBieH ONTUMANBHBIA CIMOCOO CHHTE3a TUTAHIIATHHOBBIX
KaTaJu3aTOPOB HA OCHOBE HAHOIMOPHUCTBIX CTPYKTYpP HM3OIMPOMOKCHAA TUTaHA, C
MCITOJIb30BAaHUEM CHHTE3UPOBAHHOIO ME3OMOPUCTOr0 KpeMHe3ema Mapku SBA-15,
MOJMBUHWINUPPOJIUAOHA, TeKcaxJIopuaa IUIATUHBI, TETPadTUIOKCUCUIIAaHA U
JPYTUX BCIIOMOTATENbHBIX PEareHTOB.

2. OcyIiecTBiICH NPEIBAPUTEITHHBI CHHTE3 HAHOMOPUCTON CHUIIMKATHOMN
MaTpHIIbI MPU TOCIIEOBATEILHOM PACTBOPEHUH B BOJIE MOIMATUICHIIIMKOIA 123,
N00aBJIIEHHEM B PACTBOpP UETWITPUAMMOHHUMOpOMHMIA M pacTBOpa TIeKCaxJiop
IUIATUHOBOW KHCIJIOTHI U OompeJeneHsl ycnoBus (pH-cpeapl, mocieqoBaTenbHOCTh
CTaJIil U TeMIiepaTypa MPOKaIKH).

3. Ilokazano 4YTO HaWJIydIIde IOKa3aTeId KaTATUTHUYCCKOW aKTHBHOCTH
MOJYYEHbl NPHU CHHTE3€ KAaTaJIM3aTopa C HUCIOJIb30BaHUSl MOCPEIHHKAa—pPacTBOpa
MOJMBUHWIIIUPPOJIMIOHA, 32 CUET HEMOCPEACTBEHHOTO B3aMMOJICHCTBUS PacTBOpa
reKcaxJIOPIUIaTUHOBOM KHUCJIOTHI C HAHOMOPUCTHIM THUTAHOBBIM HOCHUTEJIEM MpHU
85°C B TeueHune 24 4acoB ¢ MOCIEAYIOIUM pokaanBanueM mpu 400°C.

4. UccnenoBana KaTaIUTHYECKast CIOCOOHOCTh CUHTE3UPOBAHHBIX 00pa31ioB
HaHOIIOPUCTHIX TUTAHIUIATUHOBBIX KaTaJN3aTOPOB. Ilo KOJIMYECTBY
METHJIITUKIIOTeKCaHa, 00pa30BaBIIErOCs] MpPHU B3aUMOJCHCTBUM aKTHUBHOM CMECH
TOJlyoJlaM M BOJOpoAa ¢ oOpa3laMyd THUTAHIUIATUHOBBIX KAaTaJlM3aTOpPOB U
OCTaTOYHOMY COJICp’KaHHMIO TOJIyOJIa, YCTAaHABIECHbl HX KaTaJIUTHUYECKas
3 PEeKTUBHOCTS:

VY cTaHOBIJICHBI CPETHUE COAEPKAHUS MPOTYKTOB KaTalln3a B MSITH CEPUIX U3
7 —9 onpeneneHuit B KAKI0M cepun (METHIIMKIIOTEKCAH / TOIyoI, %):

1-i BapuanT — 18,06% / 81,93%;

2-11 BapuanT — 1,27% / 98,72%);

3-it Bapuant — 0,65% / 99,34%;

4-ii BapuanT — 14,67% / 85,32%;

5-it Bapuant — 54,04% / 49,9%.
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BoisiBneno, uyro  Haumbonee  3¢h(dEKTHBHBIM  CHOCOOOM  CHHTE3a
TUTAHIUIATUHOBOTO KaTallU3aTopa Cpeaud NPUMEHEHHBIX METO/OB SBJISETCS
BapuaHT NeS5.

5. MerogamMu  CKaHUpYIOIIEW UM  TPAHCMUCCHOHHOW  3JIEKTPOHHOMU
MUKPOCKOIIUUA HCCJEAOBAaHbI MPOMEXYTOUHbIC MNPOIYKTHl CHUHTE3a W OOpasiibl
KOHEUHBIX IIPOJIYKTOB — HAHOIIOPUCTHIX TUTAHIUIATUHOBBIX KaTalnu3aTOPOB.

BrisBieno  oOpa3oBaHWe HAaHOpPa3MEpPHBIX  MPOTSDKCHHBIX — KaHAJIOB,
MOBEPXHOCTH KOTOPBIX, B 3aBUCUMOCTH OT CIOCO0a CHHTE3a, MOIUMDUIIUPOBAHBI
pPa3HBIMM KOJIMYECTBAMHM HAHOYACTHI] MIaTUHBL. [l0Ka3aHO,4TO CEUEHHsS] KaHAJIOB
UMEIOT TIPaBUJIBHYIO T€KCArOHANIBHYIO (DOPMY W ISl Pa3HBIX BApUAHTOB CHHTE3a
OHM OTJIMYAIOTCS pa3MepaMH IMONEPEYHOro ceueHus: oT 6 — 7 HM 10 9 — 10 HM,
IIPY 3TOM TOJIIIIMHA CTEHOK KaHAJIOB Bapbupyetcs ot 1,5 — 2,0 um 10 4,0HM.

6. VYcraHoBieHo, YTO O0Opaszel] TUTAHIUIATUHOBOTO  KaTajIn3aropa,
CUHTE3UPOBAHHBI ONTHUMaJIbHBIMU MapaMeTpaMH, TMPEICTABIEH YaCTHUIAMHU,
pa3Mephl KOTOPBIX B TPEX U3MEPEHUSIX COCTABIISIIOT HECKOJIBKO COTEH HAHOMETPOB.
HaHOCTpyKTYyphl 3TUX YaCTHI] MPEICTABISIIOT COBOKYITHOCTh MPOCTUPAIOIINXCS B
OJIHOM HAamNpaBJIEHHWU T'eKCArOHAJIbHBIX KAaHAJOB C IMOIMEPEYHbIM ceueHuem <~ §,0
HM, MIpY TOJIIINHE CTEHOK ~ 4,0 HM; HabJIfogaeMble pa3Mepbl HAHOYACTUII TATUHBI

UMEIOT CpeAHUE pa3Mepsbl <~ 4 — 5 HM, U IOCTUTAET BEJIMYUHBI 7 — 8 HM.
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