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MUKPOTIOPUCTHIE LIEOJUTHI, Y KOTOPBIX BEJIMYMHA BHEIII-
Hell MOBEpXHOCTHU, JOCTYITHOM IS KPYITHBIX MOJICKYI,
OKa3bIBaeTCsl Ype3BbIYaiiHO HU3KOW. B cBsI3M ¢ aTUM
COBpPEMEHHas XMMUYeCKasl TeXHOJOIus TpebyeT pa3pa-
0OTKM M MCTIOJIb30BaHUS KPYITHOIIOPUCTHIX HOCUTEIICH
M KaTaJM3aToOpOB, B TOM YMCJIEe TaK Ha3blBaEMBIX Uepap-
XWYECKUX LIEOJIMTOB, MMEIOIIMX, MOMUMO MMKPOIIOp
(r < 2 HM), DOTIOJTHUTEIBHYIO PAa3BUTYIO CUCTEMY Me-
30- (2 HM < r < 50 HM) u/uau Makpormnop (r > 50 HM).
TpanulIMOHHBIE W IIMPOKO HCIIOJb3YeMblE CIIOCOOBI
MTOJIYYEHHU ST M€30- I MAaKPOIIOPUCTOCTH 3aKII0UAIOTCS B
CO3IaHUU AeDEeKTOB PelIeTKN HOCUTEN S, HATIpUMep 1y-
TEM TEPMOXMMMUYECCKOM aKTUBALIMU, TUIPOTEPMaAIbHON
00paboTku [1—3] nam 06paboTKOM KMCITOTaMU 1 IIEJI0-
yamu [4, 5]. OnHaKo B TAaKUX ClyyasiX B KOHEYHOM MpPO-
IYKTe 00pa3yloTcsl MOPbl ¢ HEKOHTPOJIUPYEMBIM pa3Me-
POM U LIMPOKUM pacrpeaeaeHeM o pazmepam [6].

C 1997 r. cTan pa3BUBaTbCsl aJbTEPHATUBHBIA Me-
TOJ CHHTEe3a MaKpOIOPHUCTBIX HOCUTEJIEH C HUCIOJIb-
30BaHMEM HaHOPa3MEpPHBIX TEMILIATOB, VyIaIseMBIX
U3 KOHEYHOrO ITPOAYKTa IIOCPEACTBOM BBIXKUTAHMS
unu pactBopeHus [7, 8]. JlaHHBIN Moaxon, Ha3BaHHBII
TEeMIIJIATHBIM CUHTE30M, TIO3BOJISIET IIOJIydaTh KOHTPO-
JIMpYyeMyl0o TEKCTypy MaTepuaa: 3aJaHHOe pacrpene-
JIeHue Mmop mo pasMmepaM U 3-D cTpyKTypHUpOBaHHYIO
IIOPHUCTOCTH C XapaKTEPHBIM pa3MEPOM IOP OT HECKOJIb-
KUX HAaHOMETPOB N0 HECKOJBKMX MHUKPOMETpPOB, 0e3
U3MEHEHMsI XMMUYECKOIo COCTaBa U CBOMCTB IOBEPX-
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HocTH [9—11]. Eciu B KauecTBe TeMILIATOB MJIsI CO3/1a-
HUSI ME30MOp HUCMOJIb3YIOT MOBEPXHOCTHO-AaKTUBHBIE
BeiiecTBa [12], pazauuHble TUTBI TOPUCTOTO YIJIepoaa
[13], kpemHuliopranuvyeckue coenuHenus [14, 15], to
JUISI CO3JJaHUsT MaKporop NMPUMEHSIIOT 6ojiee KpyIHbIe
TEMILIAThl — MOJIMMEpHbIe HaHocheph [16, 17], noHO-
oOMeHHbIe cMmoubl [18], oprannuyeckue asporenu [19],
00beKThl OMOJIOTUYECKOIO MPOUCXOXKIEHUST — OaKTe-
puu [20], npeBecuny [21], kpaxman [22], pacTeHus [23,
24| u maxe xyaeo [25].

CoryiacHO TaHHBIM HCCJEIOBAaHUI TOCAEAHUX HE-
CKOJIbKUX JIET, KaTaInu3aTopbl Ha ocHOBE 3-D cTpyKTy-
PUPOBAHHBIX HOCUTEJEH W HepapXUUYECKUX IIEOJTUTOB
3HAYUTEIbHO aKTUBHEE U CTAOUJIbHEE TPAAUIIUOHHBIX
KaTaJn3aTOPOB B IMPOIIECCaX, B KOTOPHIX TPOAYKTHI pe-
aKIIMU MOTYT HaKaIlJIMBaTbCd B MOpax HOCUTEN S, OJ10-
KUMPYs AOCTYI PEareHTOB K KaTaIUTUUYECKUM LIEHTpaM,
HATIpUMEpP B PeaKIUIX aJKUINPOBAHUS, NU30MEpU3a-
nuu, stepudukanuu [26], B pepmeHTaTUBHBIX [27] 1
ouomMuMeTnueckux peakuusx [28]. Kpome Ttoro, Takue
Marepuasbl TMOKa3bIBAIOT XOPOIIWE aJcOpOIMOHHBIE
cBoricTBa [29, 30].

JaHHas paboTa mocBslleHa pa3padboTKe TeMIIJIaTHO-
ro cuHTe3a 3-D cTpyKTypupoOBaHHBIX MAaKPOMIOPUCTHIX
MaTepuasioB: OKCUIa aJIIOMUHMS, TUOKCHUIA TUTaHa U
JUOKCUIa ITUPKOHUS, a TAKKE NepapXUYeCKUX CUIUKaA-
nuta u Fe-cunukanura co cTpyktypoii neonurta ZSM-5
C UCIOJIb30BaHUEM MTOJTUCTUPOJBbHBIX HaHOCDED, UMe-
omux pasMep ot 250 mo 1150 um. IIpoBeneHo cpaBHe-
HUE KPUCTAJUIMYHOCTHU, TEKCTYPHBIX U MEXaHUUECKUX
XapaKTEPUCTHK HOBBIX TIOJYYEHHBIX MaTepuajoB M
TPaaULIMOHHBIX TOPUCTBIX HOCUTENCH.

MeToauKa 3KcnepumeHTa

B pabote mcmonb3oBalM CIEAYIONINE pPEaKTHUBHI:
cTupoa crabuiusupoBaHHbiil (4., OO0 «AHrapa-pe-
akTuB»), NaOH (u.n.a., «Peaxum»), K,S,04 (98 %, «Ald-
rich»), TerpamponumiamMmMonuii rugpokcun — TPAOH
(25 %-uwlit pacTBop B Bome, «Aldrich»), TeTpastunop-
tocunukar — TEOS (u.x.a., OOO «AHrapa-peakTuB»),
nponokcua uupkonus (70 %-Helii pacTBop B 1-mipormna-
Houste, «Aldrich»), mpormokena tutaHa (98 %, «Aldrich»),
Al(OH); nceBnodemMut (3AO «[IpombllineHHbIE KaTa-
muzatopel»), HNO;z (xu., «Peaxum»), Fe(NO;);9H,0
(x4., UK CO PAH), H,O nuctunnuposaHHas.

IMonuctuponbHble cdepbl TOJydYalud METOAOM
SMYJIBCUOHHOM TTomMmepusanuu [31]. 1700 ma guctui-
JIMPOBAHHOW BOABI TIOMENIAJIM B TEPMOCTATUPYEMbIi
YeTBIPEXTOPAbIl peakTop, HarpeBajdud OO0 TpedyeMoil

TeMIiepaTypsl B aramnasoHe ot 60 o 90 °C. PeakTop ¢ mmo-
JIE3BHBIM 00beMOM 2 J1 ObLJI CHAaOXeH POTOPHOI Mela-
KO ¢ Te(PJIOHOBBIMH JIOTIACTSIMH, OOPATHBIM XOJIOINIIb-
HUKOM, KareJIbHOI BOPOHKOM JIJISI TTOaYM peareHTOB 1
KanuJUIIPOM IJISI IpoayBaHUs a30ToM. s ynaaeHus
crabunuzatopa 220 My cTuposia TpoMbiBanu 4 pasza
200 ma 1 M BomHoro pactBopa NaOH, 3ateM 4 pasza
200 M1 TUCTUIITUPOBAHHOM BoAbI. [IpOMBITHIN cTUPOI
MIPUJIMBAJIY B peakTOp MPHU MepeMEeIINBAHUY U TIPOLY-
BaHMM a30TOM 1 15 MUH TOXW1aJIUCh YCTAHOBJIEHMSI TPE-
OyeMoil TeMIlepaTypbl BOTHOM 3MYJbCcUU. B oTmenbHOI
K0JIO€ TOTOBUJIM pacTBOp uHUILMaropa: 0,663 r mepcyib-
¢ara kaaus pactBopsiyiv B 100 MJI AUCTUIIUPOBAHHOMI
BOJIbI M HArpeBaJiu 10 TpebyeMoli TeMneparypbl. UHuLIN-
aTop 1o KaIUIIM JO0AaBJISIIA B BOTHYIO SMYJILCUIO CTHPO-
na. [ToruMepu3anuio mpoBOAMIIM ITPY TTOCTOSTHHOM TeM-
reparype, IIOCTOSSHHOM IepeMelIMBaHUH IIPU CKOPOCTHU
BpaieHus 245 06/MWH ¥ TPOJyBaHNUM a30TOM Ha BCEM
MPOTSXKEHUU PEAKIIMU, BpeMS peakiiuu — oT 12 1o 24 4.
[MonyyeHnnyto cycreH3uio moauctupoabHbix cdep (I1C)
¢unprpoBasu HA OyMaxXHOM (PUIIBTPE (KpacHas JIEHTA)
IUISL OTHEJIEHUSI KPYITHBIX ITOJIMMEPHBIX arjioMepaToB.
JInsg mony4eHusT TEMILIATOB CyCcIleH3uo 12—24 9 1eHT-
pudyrupoBaiy Ipyu OTHOCUTEIBHOM LIEHTPOOEK HOM yC-
KopeHuwu 160 g nyin moMeniaay CycreH3uo cjoeM 1 cMm B
IJIOCKOJOHHBIC eMKOCTH M 3aT€M CYIIIMJIM Ha BO3IYXeE.
B oTHeaBHBIX 3KCIEpUMEHTAaX CYCIICH3UIO ILIEHTpU(Y-
rupoBaiu mpu yckopenuu 3900 g.

Cunukanut u Fe-cunukanut co CTpyKTYypoil LIeoIn-
ta ZSM-5 B orcytcrBue [1C remruiara mojsyvyanu TUAPO-
TepMaJIbHBIM CIIOCOOOM C MCITOJIb30BAaHUEM TETpaIpo-
munammonuii runpoxkcuaa (TPAOH) B kauecTBe Moste-
KYJISPHOTO OPraHMYeCKOro TEMILIaTa, C MOJISIPHBIM CO-
oTHoweHueM pearentos 1 TEOS : 0,5 TPAOH : 73 H,O
o ZSM-5 u 1 TEOS : 0,5 TPAOH : 73 H,0 : 0,015
Fe(NO;); nna FeZSM-5. OMyibcuio epeMelnnBain B
tedyeHre 10 MUH MpM KOMHATHOM TeMIieparype, 3aTeM
MoMeIaJu B aBTOKJIaB C Te(JIOHOBBIM CTAKaHUMKOM U
72 4 BeigepxxuBanu npu 165 °C. CBeXenpuroToBIEHHbII
o0pasel MpoMbIBaIu AUCTUJIMPOBAHHOMN BOIOM, BBICY-
LIMBaJIu Ha BO3ayXe U 2 4 mpokamBanu rmpu 550 °C.

Hepapxmueckuii CHIMKAIUT W Fe-CMIMKalIuT co
CTPYKTypoit ueonuta ZSM-5 (o6pa3ubl 0003HAYEHBI
kak ZSM-5-T u FeZSM-5-T) nony4yanau mo aHaJoruy-
HBIM BBIIIICONMMCAHHBIM METONMKAM, OTAMYHE 3aKJII0-
4aJIoCh B TOM, YTO KPUCTAJIIU3AIIUIO ITPOBOIMIIN B TTPU-
cyrctBuu I1C Temmiata mpyu MacCOBOM COOTHOILIEHUU
TEOS : IIC =0,8.

OO0pasibl MaKpOMOPUCTHIX ITUOKCUIA ITUPKOHUS,
Zr0,-T, u nuokcuna Tutana, TiO,-T, monyvyanau NponuT-
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koit 10 r I1C temrrata 5 Mt 70 %-Horo pacTBopa IpoIoK-
cuga UMPKOHUS B 1-mponaHoie u 5 M 98 %-Horo 1po-
MOKCHIa TUTAaHA, COOTBETCTBEHHO. TBepable MPOMTYKTHI
CYIIMJIM B BKCUKATOpe B TeUeHMe CyToK U 10 4 rmpoka-
nuBanu Ha Bo3ayxe rmpu 800 °C. KoHTposbHEIE 00pa31ibl
OoKcuaoB nonydanu B orcytcrBue [1C TeMIiaTta cymkoi
pPacTBOPOB TPEAIIECTBEHHUKOB Ha BO3yXe U TIPOKaJIU-
BaHueM Ha Bo3ayxe rmpu 800 °C B reueHue 10 u.

OOpa3npl oKcuaa alloMUHHS B npucytcTtsum I1C
TeMIlIaTa nmojydaau cmeineHueMm 10 T cyxoro nopouka
Al(OH); u 5 r [1C Temnuara st o6pasua Al,05-T30 nu-
60 10 r cyxoro nopouika AI(OH); u 10 r I1C Temniara
o obpasua Al,05-T50, nobaBaeHueM 3 MJ JUCTUII-
JIMPOBAHHON BOIbI, INOAKWUCICHHOM TpeMs KaIlJIsSIMU
HNO;, u nepememinBanueM B TeueHue 30 MuH. KoHT-
POJIbHBII 00pasel okcuaa anoMuHus, Al,Os, nonyya-
Ju B otcyTcTBHe I1C Temmniara B aHaJOTMUHBIX YCIOBH-
ax. CMecH momBepraii SKCTPYAUPOBAHUIO U TTOJIYyJaIn
LUIAHIPUYECKNE TPaHYJIBl pa3MepoM 2X5 MM, KOTO-
pble CYLIMJIM HAa BO3IYXE B TCUCHHUE CYyTOK U TTOABEPTaiu
TepMudeckoir 0opadorke 4 9 ipu 900 °C mipu cKopocTHn
Harpesa 100 °C/yq.

MexaHUYeCKYI0 TPOYHOCTD I'PaHYJI OKCUIA aTIOMU-
HUS Ha pa3gaBIMBaHUEC ONPEHCIISIIIN, U3MEpPSIS YCUINE
paspyiieHus1 obpasiia MexXay ABYMs MapajieTbHbBIMKI
MJIOCKOCTSIMU TIpM cxkatuu Ha npudope MII-9C. Ilpu
oIpene/IcHUN MEXaHMIeCKOM ITPOYHOCTH Ha pa3gaBiIn-
BaHUE «I10 0Opa3ylolleil» IJIomaab cedeHUs IpaHyJIbl
BBIYMCIISIIN 10 popmyne: S = DH, tne D — nuameTp rpa-
HYJIBI, cM; H — nnwHa rpanynsl, cM. [1pu onpeneneHum
MeXaHWYeCKOM MPOYHOCTH Ha pa3aaBiIMBaHUE «I10 TOP-
1y» TJIOIAIb CEYSH U S TPaHYJIbl BBIYUCIISIIN 110 hOpMY-
ne: § = 02/4_ IIpoyHOCTh XapaKTepu30BaJI CPeTHUM
apuMeTHYeCKUM TPUAIIATH TTapaJlieSIbHBIX OIpenee-
HUM, pacXOoXJIeHNEe MEXAY Hanboiee OTIMYAIOIIMMUCS
3HAYCHMUSIMU KOTOPBIX HE IIPEBHIIIAIO0 3HAUCHU ST JOITYC-
KaeMOTro pacxoxXIeHus, paBHoro 0,6 Kr/CM2 MpU J10BE-
puTeabHOI BeposTHOocTH 0,95.

Pentrenoda3oBblii aHaIU3 00pa3110B IPOBOIUIMN HA
nugpaktomerpe HZG-4 ¢ Cu-Ko uznyuyeHueMm B nua-
na3oHe yriaoB 20 = 5+50°. CHUMKU CKaHUPYIOLlel 21eK-
TPOHHON MUWKPOCKOIIMM IIOJIyYali Ha 3JIeKTPOHHOM
Mukpockore JSM-6460LV ¢ ycKopsiioniuM HarpsisKeH -
eMm 15—20 xB. HuskoTemmnepatypHyio aacopOLuIo a30-
Ta u3Mepsian Ha mpubdope ASAP-2400 («Micromeritics»).
BHelrH o010 MoBepXHOCTh 00pa3Ii0B ONPEALIISIN 110 pe-
3yJibTaTaM M3MEPEHUsT HU3KOTeMIIepaTypHOU aacopo-
UMY a30Ta KaK Pa3HOCTh MEXIY YIAEAbHON ITOBEPXHOC-
Thl0, U3MepeHHo# o bOT, u yaelbHOI MOBEPXHOCTHIO
Mukpornop. Takum o6pa3oM, B BEIUYMHY BHEIITHEH O~

BEPXHOCTU BXOASAT 3HAYCHMs YIACIbHOW MOBEPXHOCTH,
CO3IAaHHOM M€30- YU MaKpOIIOpaMM, a TaKXe yACIbHOMK
«T€OMETPUYCCKOL» TOBEPXHOCTH YACTHII ITOPOIITKOBOTO
WJU TpaHyJMpOBaHHOTO obpasla. PTyTHyI0 mopomer-
PUIO TPaHYJ OKCUIa aTIOMUHU S IIPOBOAMIIN Ha Mprubo-
pe AutoPore 1V 9500 («Micromeritics»).

06cyxpaeHune pe3ynbTaToB

IMonucTUpOIbHBIC YaCTHUIIBI, TOJYYSHHBIE B ITPOLIEC-
Cc€ BMYJIbCUOHHOW TMOJIMMEPU3ALUU CTUPOJIA, UMEIOT
chepuueckyo (GpopMmy U y3Koe pacrnpenesieHne o pas-
MepaM (puc. 1). TemnepaTypa noiumepr3aluy CTUpoa
3HAYMTEIBLHO BJIUSIET Ha pa3Mep MoydyaeMbIX YaCTHIL:
ot 250 1M mpu 90 °C mo 1150 am ripu 60 °C (puc. 2). [Ipu
TIOHMKEHU M TeMIIepaTyphbl MPOMCXOIUT 3HAUUTEbHOE
YKpPYIHEHUE 4acTuIl Temruiata. [logydyeHHbIe pe3ysib-
TaThl KOPPEJIUPYIOT C JIUTEPATYPHBIMU TaHHBIMU [32],

Puc. 1. 3neKTPOHHO-MUKPOCKONMYECKMIA CHUMOK TeMNNATa
13 NOAUCTUPOABHLIX Chep, NOYYEHHBIX NPU TEMNEPAType
nonnmepwmsauum ctupona 65 °C. BeigeneHHbIn yyacTok cne-
Ba — C reKcaroHanbHOM ynakoBKoO, cnpasa — ¢ Ky6uyeckoi
YMaKOBKOM YacTuy,

Pasmep yactuu, HM

1200

10004

800+

600

400+

200 T T T T T T T

60 70 80 90

Puc. 2. 3aBUCMMOCTb pas3Mepa NOSMCTUPONbHBIX chep
OT TEMNEepaTypbl IMYNbCUOHHO NOAUMEPU3ALMUM CTUPONIA

t,°C
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COIJIaCHO KOTOPBIM HabJIIomaeTcsi MI3BMEHeHHUe pa3Mepa
nonuMepHbIX yacTull ot 200 1o 800 HM IpU CHUXKEHUU
Temreparypsl nmonuMmepusanun ¢ 90 mo 60 °C. Takas
TeMIlepaTypHasi 3aBUCMMOCTb pa3Mepa 4acTHIl, T0-BHU-
IUMOMY, SIBJISIETCS CJEICTBMEM M3MEHEHMS PacTBOPH-
MOCTH CTHpPOJIa M COOTHOIICHUS MEXIY CKOPOCTSIMU
3aponbIIIe00pa3oBaHMs M POCTA MOJMMEPHBIX YaCTUIL
MpY BapbUPOBAaHUM TeMIlepaTyphl. JOMOJIHUTEIBHBIM
(axTOpOM MOXET OBITH U3MEHEHHE 3aPSIIOBOTO COCTO-
SIHU S TIOJIMMEPHBIX yacTull [33].

dopMupoBaHKe TeMILIaTa U3 MOJUCTUPOJbHBIX
chep IPOBOAMIM IEHTPUGDYTUPOBAHUEM CYCIICH3UU
rnmojuMepa b0 CYIIKOW CYCITEH3MW Ha TJaJaKOi IT0-
BepxHOCTH. LleHTpudyrupoBaHue CTpyKTypupyeT ymna-
KOBKY IIOJINCTUPOJBHBIX cpep ¢ 0O0pa30oBaHHEM ILIOT-
Helllleil rekcaroHaJbHOM MM KyOMUYeCKOi ynaKoBOK
yactull (cM. puc. 1). U3amMeHeHe OTHOCUTENBHOIO LIeH-
TpOOEXHOro yckopeHust ueHTpudyru ot 160 mo 3900 g
MPUBOIUT K MeHee YIOPSIIOUEHHOI yITaKOBKe TeMIlJia-
Ta 1 00pa30BaHUIO OOJIBIIOTO KOJIMYECTBA Ae(PEKTOB Ha
noBepxHOCTHU cdep. B pe3ynbpraTe CyIIKM CAaHTUMETPO-
BOTO CJIOST CYCHEeH3UM (GOPMUPYIOTCS CJIOM TIOJUCTHU-
POJILHBIX c(pep ¢ rekcaroHaJibHOM YITaKOBKOI 4acTUII
(puc. 3). YnopsimoueHHass YIaKOBKa IMOJMCTUPOIBHBIX
cdep, UMeIoIMX pa3Mep B TUaIla30He JUTUMH BOJIH BUIU-
MOTO CBeTa, OO0YCJIOBJAMBAET PadyXHBIN MEPeIuB IIBe-
TOB MOBEPXHOCTHU IIOJIy4aeMBIX TEMIIJIaTOB, HAIIOMMU-
HaUIMKA UTPY LIBETA OIAJOB (CM. PUCYHOK Ha 00JIOKKE
XKypHala).

st mony4eHusl peryIsipHOi MaKpOIIOPUCTOM TeK-
CTYpbl HEOPTaHUYECKOTO0 OKCHJa TOpHlI TeMILjaTa 3a-
MOJIHSUIA TIPEIIIeCTBEHHUKOM OKCHIa, M3 KOTOPOIo
B IajpHelIeM ¢GOpMUPOBAJICI KapKac MaTepuaa.
CpaBHEHME TTOPUCTHIX OKCHUJIOB KPEMHUS, aTlOMUHMS

Puc. 3. 3neKTPOHHO-MUKPOCKONMYECKMNIA CHUMOK TeMNNaTa,
NONYYEHHOTO CYLKON CNOA CYCNEH3UU MOAUCTUPONbHbIX

chep

U LUMPKOHU S, TOTYYEHHBIX B IPUCYTCTBUU U B OTCYTC-
TBUE TEMIIJIAaTa, IO3BOJISIET CIEIaTh BBIBO O PEIIAOIICi
pOJY TIOJIMMEPHOTO TEMILIATHOTO MaTepuajia B dop-
MUPOBAaHUMU MaKpOIIOPUCTON CTPYKTYphl obpasua. Ilo
NAHHBIM CKaHUPYIOLIEH 3JIEKTPOHHON MMKPOCKONUMU,
B OTCYTCTBUE TEMIIJIaTa PETyIsipHbIE MaKPOTIOPHI B 00-
pasnax He obpasyloTcs. B xome TeMIlIaTHOTO CMHTe3a
MaKpOIIOPHUCTasl CTPYKTypa obOpasiia KOIMUPYeT rekca-
TOHAJILHYIO YTIAKOBKY IMOJIUCTUPOIBHBIX CDep TeMTIa-
Ta, MaKpomopbl CTPYKTYPUPOBAHbI U OMTHOPOAHBI IO
pa3mepam [34].

Ilo maHHBIM peHTreHo(a30BOro aHaJin3a 0Opa3loB
JUOKCcUAa TUTaHa, becTeMIiaTHBIM obpasew TiO, nme-
eT KpHucTaJuInuecKylo a3y aHaTa3a, a MaKpOIIOpHC-
Thii 00pasew TiO,-T, monyuyeHHblit B npucyTcTBUM [1C
TeMriiarta, — ABe ¢das3bl: 85 Mac.% aHarasa u 15 mac.%
pytuia. ®a3oBbiii cocTaB 00pa3iia OKCHaa aJlOMUHMS,
mojiydeHHoro B otcytcTBue IIC TemIriaTa, coBIamaeT
¢ (dazoBbiM coctaBoM Al,O;-T, MoNy4eHHOro B IpU-
cyrctBuu [1C TemmniaTa, u TIpeacTaBiaseT co00il cMeCh
70 mac.% y-Al,05 u 30 mac.% 8-Al,O5. [Ipu ruapotep-
MaJbHOM CUHTe3e cuJimkanuta u Fe-cuiukanura co
CTPYKTYpo#i 1Heonuta ZSM-5 B OTCYyTCTBME TeMmIljaTa
GopMUPYIOTCS KPHUCTAJLIBI ¢ XapaKTePHBIM pa3MepoOM
1—2 mxM (puc. 4). CornacHo peHTreHo(a3oBOMYy aHa-
13y (CM. pUc. 5), moJyuyeHHble 00pa3lbl TEMIIJIATHOTO
1 6eCTEMJIATHOTO CHMJIMKAJIMTa NMMEIOT XOPOIIO OKPHC-
TaJUIM30BaHHYI0 ¢asy ueoauta ZSM-5, cOOTBETCTBY-
IOLIYIO JTUTEPATYPHBIM JaHHBIM P®A mo neoauty co
CTPYKTypoIii meHTacuia [35, 36]. OgHako B TEMILIATHBIX
o0pa3iax CUJIMKaJIuTa HabJIoJaeTcsl yMEHbIIEHUE pa3-
Mepa 00JIaCTM KOTepEeHTHOI'O pPacCesIHMS PEHTICHOB-
CKUX JIy4ei OTHOCHUTEIHLHO O0pa3IlOB, ITOJYYCHHBIX B
OTCYTCTBME TeMILIaTa (CM. puc. 5).

Puc. 4. IneKTPOHHO-MUKPOCKOMMYECKNA CHUMOK CUIUKANU-
Ta CO CTPYKTypoW ueonuta ZSM-5, nony4yeHHOro B OTCYTCT-
Bue C Temnnarta
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OTH. ef. OTH. ep.
2000 a 1200 6
1600 - 10007
| 800 A
1200 e
i 600 -
800 -
| 400 4
- o WVJ
O T T T T WM 0 T T T T T T T T
5 15 25 35 26, rpag 5 15 25 35 26, rpag

Puc. 5. PeHTreHorpammbl 06pasuos cunukanuta (a) u Fe-cunukanuta (6) co cTpykTypoii ueonuta ZSM-5,
NoNyYeHHbIX B OTCYTCTBME (HUXHUE) U B npucyTcTBUM (BepxHue) MNC Temnnara

[a] 6]

Puc. 6. 3neKTPOHHO-MUKPOCKONUYeCKUe CHUMKM 06pa3Los cunnkanuta ZSM-5-T (a) u Ti0,-T (6)

[a] 6]

Puc. 7. IneKTpoHHO-MUKpOCKONUYeckue CHUMKM 06pasLioB Ti0,-T (a) u Zr0,-T (6)

HezaBucuMo OT XMMWUYECKO NPUPOIBI OKCUIOB, TEKCTypa 0Opa3IloB OJHOTO 1 TOTO Xe OKCHIa MOTYT CY-
MOJYYEHHBbIX B MPUCYTCTBUU TeMILIaTa, MOP(MOJOTrUs IIECTBEHHO OTIMYAThCS. DIEMEHTHl B BUIE 3aKPBITHIX
MepBUYHBIX (B ClIyyae JUOKCUIOB TUTAHA U LMPKOHUSI, (pUC. 6) UM OTKPBITHIX (puc. 7) cep ¢ XxapaKTepHbIM
OKCHJIa aJTIOMUHWS) U BTOPUYHBIX (B CIydyae CHUJIMKa- pa3MepoM HECKOJIBKO COTEH HAHOMETPOB B CHUJIMKAJIH-
JIMTOB) 3JIEMEHTOB ITOPUCTOIO Teja M, KaK CJIEACTBUE, Te, IMOKCUIAX TUTaHa U LIMPKOHUS 00pa3yIoT KOpITyc-
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Puc. 8. IneKTPOHHO-MUKPOCKONUYECKUE CHUMKM 06

pa3uos Fe-cunukanuta ZSM-5-T (a) u Ti0,-T (6)

[a]

6]

Puc. 9. I1eKTPOHHO-MUKPOCKONMYECKME CHUMKN MPOA0NBHOTO paspesa rpaHyn obpasuos Al,05-T30 (a)

n AL,05-T50 (6)

KYJSpHYIO CTPYKTYypy 1nop [37]. B Tex ke cunukanurax
M TUOKCHUJE TUTaHa, a TaKXkKe B OKCHUJAE aJTIOMUHUS He-
OpraHMYeCKHi KapKac MOXeT (pOpMUPOBATHCS U B BUIIE
PeryJsIpHOIi T'y0UaToil CTPYKTYpPbl C MHOTOTOPJIBIMU TI0-
paMu, UMEIOIIMMU XapaKTEePHBIA pa3Mep, COOTBETCTBY-
roruit pasMmepy HaHocdep I1C temmiara (puc. 8, 9).

[To nmaHHBIM HM3KOTEMIIEpaTypHOU ancopoIuu
aszota (cMm. Ta6ma. 1; puc. 10), TeMIJIaTHBIA CUHTE3 CU-
JINKAJINTOB UM OKCHUIOB IIPMBOIMT K CYIIECTBEHHEIM
W3MEHEHUSIM XapaKTEPUCTUK TEKCTYPHI 0 CPaBHEHUTO
¢ oOpaslaMu, MOTyYeHHBIMM B OTCYTCTBUE TeMILIaTa.
Jns reMniaaTHBIX 00pa3LoB cuiaukanuTta, Fe-cunuka-
JIUTa U TMOKCHUJA TUTaHa HAOJMI0naeTcsl MHOTOKpaTHOe
yBeJMUYEHUE 001Iero oobeMa mop, 00ycJI0OBJIEHHOE ITpe-
MMYIIECTBEHHO ITOSIBJICHUEM ME30IIOPUCTOCTH (CM. PHC.
10). ITo Buay ructepesuca aacopOLMOHHONR U Jecopo-
LIMOHHOI BETBEW M30TEPMBI aACOPOIIMU a30Ta MOXHO
OILICHUTh MECTOITOJIOKCHUE W TUI ME30II0p B 00pa3Iiax.
B ciydae BHyTpeHHUX ME30TIOp TUCTEPE3NC TOJIKEH Ha-
OJII00aThCA C HYJIEBbIX 3HAUEHU I NaBjieHuit azoTta P/ Py,
a B c1yvae BHelIHUX — co cpennux P/P; [38]. Ha uso-
TepMax afcopOIIM1 a30Ta Ha BCEX YKa3aHHBIX 00pa3iax
rucrepesuc HaurnHaercd ¢ P/Py > 0,5, 3HauuT, Oosbiias

yacTh MeE30MOop JoKadu30BaHa Ha BHEIIHEN MOBEpX-
HocTH. C Ipyroi CTOPOHBI, «TOPU30HTaIbHaAS» (Popma
TUCTepe3rca CBUIACTEIHCTBYET O «OYTBIOYHOM» THIIC
Me30I0p B TEMIIJIATHBIX CHJIMKAJIWTHBIX oOpasliax, a
«BEPTUKAJIbHBIN» TUCTEPE3UC — O HUJIUHAPUUECCKUX
Imopax B TEMILJIATHBIX 00pa3ax TUOKcHAa TuTaHa [38].
Hnsa obpasuoB cuaukanuta u Fe-cunukanurta co
CTPYKTYpoOIt ieonuTa ZSM-5, a Tak:ke TMOKcuIa TUTa-
Ha HabJIIomaeTcs 3HAYUTEIbHOE YBEIMUCHNE YISIbHOM
MOBEPXHOCTHU, paccuuTaHHou o bAT. Ing auokcuaa
TUTaHA, HE UMEIOIIETO0 MUKPOTIOP, BEIUYMHA YISIAbHON
IMOBEPXHOCTHU paBHA BEIMUYMHE BHEIITHEN MOBEPXHOCTU
oOpasua. JIas1 TeMIiaTHOro AUOKCHAA LIMPKOHU S, TaK-
Ke He 00jamaiollero MUKpPOIOPUCTOCThIO, yiaeJbHas
nosepxHocThb o bOT cocrasaser 16,7 M2/r Y paBHAa Be-
JIMYWHE BHEITHEN TOBEPXHOCTU obpa3iia. B Mmukpomo-
PUCTBIX 0Opa3lax 1eoJuTa, MOJYYEHHBIX B OTCYTCTBHUE
TeMIIJIaTa, BHEIITHS ST IOBEPXHOCTH OOBIYHO COCTaBIISIET
He 0onee 15—20 % or ymeabHOI IMOBEPXHOCTH, pac-
cuutanHoi o bOT. B reMmnaTHbIx oOpa3Lax 1eoJuTa
ITOJISI BHEIITHE ! ITOBEPXHOCTH 3HAYMTEIBHO YBEININBa-
ercd, gocturas 55—75 %, npuueM BeJIMYMHA BHEIIHEN
noBepxHocTu (330—410 Mz/r) TEMILIATHOI'O LIeOJUTa
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Tabnuua 1

TeKcryprle CBOMCTBA HEKOTOPbIX U3 NOJIYYEHHbIX o6pa3|.|03 no AdHHbIM HM3KOTEMﬂepaTypHOﬁ

aacop6bumm asota

O6pasel, nOBerHOZCTb no b3T, BHewHss ) 06wuin O?‘bEM nop, [Jona mukponop
M°/r NOBEPXHOCTb, M“/T cm’/r no oovemy, %
ZSM-5 271 42,2 0,24 49
ZSM-5-T 605 328 0,60 23
FeZSM-5 417 26,8 0,23 83
FeZSM-5-T 548 410 0,52 12
AL,04 139 152 0,36 0
AL,05-T30 144 153 0,43 0
AL,05-T50 132 136 0,31 0
Ti0, 2,40 2,44 0,01 0
Ti0,-T 29,0 334 0,10 0
Apcopbuus, CM3/I' Apncopbuus, CM3/I'
4001 o,@ z5M-5 a 0,® FeZSM-5 6
J A,A ZSM-5-T 3004 44 FeZSM-5-T

0 02 04 06 08 10
OTHocuTenbHoe aasneHue, P/F
Ancopbuus, CM3/F
o,e ALQ, 8

A,A ALO,-T50

02 04 06 08
OTHocuTenbHOe fasneHue, /P,

1,0

0 02 04 06 08 10
OtHocuTenbHoe fasneHue, P/P,
0 Apcopbuus, CM3/r
o,eTi0, e
A,ATI0,-T
60
40 1
20+
0 02 04 06 08 1,0

OTHocuTenbHOe fasneHue, P/P

Puc. 10. N30Tepmbl HU3KOTEMNEpATYpHOIt agcopbum a3oTa Ha obpasuax cunukanuTta (a) u Fe-cunukanuta (6)
CO CTPYKTYypoW ueonuta ZSM-5, Al,05 u Al,05-T50 (8), TiO, (2), nonyyeHHbIx B oTcyTcTBUE (O, @) U B NpUCYTC-
TBUK (A, A) NCTemnnata. NokasaHbl afcopbunoHHbie (O, A) u gecopbumoHHbie (@, A) BeTBU N30TEPM

CTaAaHOBUTCA OaXE BbILIC yﬂ,eﬂbHOﬁ ITIOBCPXHOCTHU IIO0

BOT 6GoabplImHCTBA TOPUCTHIX OKCUIOB.

TekcTypHBIC XapaKTepUCTUKH, TIOJTYYEHHEIE ITO TaH-
HBIM HU3KOTEeMIIepaTypHOI aacopOLUuu a30Ta, oopas3-

OB OKCHaa aJJIOMMUMHUHA, HC UMCIOIIUX MUKPOIIOP, HE

3aBUCST OT cliocoba IIPUTOTOBJIICHUA: YAC/IbHAA ITOBEPX-

HOCTb M 00BEM MOpP COCTABISIIOT B CpeaHeM 138 M%/T u
0,36 CMS/F, COOTBETCTBEHHO, KaK JJIS TEMIUIATHBIX, TaK
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Tabnuua 2

TeKCTyprle CBOMCTBA MO JaHHbIM pTyTHOﬁ nopoMmeTpun nu MexaHn4yecCKaa NpovyHoOCTb Ha pa3faBjiuBaHue

o6pasuoB rpaHynupoBaHHoro Al,0;

06uuit o6bem nop, CpenHuit pa3mep nop, UM | MexaHuyeckas NpoOYHOCTb Ha pasfaBnnBaHme, Kr/cM?
Cocras cu’/r min max «no o6pasytouen» «Mo TOpLY»
AL,O, 0,34 7,5 234 32,9 153
AL,05-T30 0,35 9,0 28,7; 90 32,6 93,0
AL,05-T50 1,22 7,2 21,6; 155 10,4 55,3

u st 6ecteMIIaTHoro oopasuos Al,O; (cMm. Taba. 1).
OmHaKo B JaHHOM METO/Ie TTOBEPXHOCTh M 00beM MaKpo-
MOp HE MOTYT OBbITh YYTEHBI, B OTJINYME OT METOMA PTYT-
Hoii mopomeTpuu. [1o pe3yabTaTaM nocieaHero MeToa,
TEKCTYpHBIE CBOMCTBA TEMIIATHBIX U O€CTEMILIATHOTO
00pas31I0B OKCUJA aJTIOMUHUS NEUCTBUTENbHO COBMAIA-
0T B AMATIa30He, XapaKTepu3yIoIieM Me30TIOpPhI, OTHAKO
B JIMamna3oHe MaKpoIlop HaOJIOMaloTCs 3HAYUTEIbHbBIE
otnuuus (Tabn. 2; puc. 11). BugHo, 4TOo TeMIJIaTHBIMI
CUHTE3, CcOo37aBasi Pa3BUTYIO PETYISIPHYIO MaKpOIIO-
PUCTYIO CTPYKTYPY, IPUBOIUT K YBEIUICHUIO CPETHETO
paszMepa Makporop NMpy BO3pacTaHUU IOJIU TeMIliaTa
BO BpeMsI CUHTE3a, a B cilyyae obpasua Al,03-T50 — k
MHOTOKPaTHOMY yBEJIMYEHUIO 00lllero oobema Iop Ao
3Hauenwus 1,22 cm/r.

CToNb CyIIECTBEHHOE YBEIMYEHUE MTOPUCTOCTH 00-
pasua Al,O;-T50 Hen30exXHO NPUBOLUT K NOTEPE Me-
XaHUYECKOW MPOYHOCTU OTHOCUTEIBHO KOHTPOJIBHOTO
obpaszua Al,O; (Tabu. 2). MexaHu4eckast IPOYHOCTb 110
«Topuy» obpasua Al,0;-T30, mosy4eHHOro Npu MEHb-

06bem, M/t

1,24

1,0
0,8+
0,61

0,4-

0,2+

L T
[asnenue, 10° 6ap

Puc. 11. Kpusble uxtpy3sun (O, A, O) 1 akcTpy3uu (@, A, H)

PTYTH A5 06pa3LoB OKCUAA aNtOMUHUS,

nonyyeHHsix B otcyTcTBUE (O, @) M B npucyTcTBuM NC

Temnnata (A, A - Al,05-T50; OJ, B - Al,05-T30)

nieii 1oJie TeMILIaTa, MEHbLIE IPOYHOCTU KOHTPOJIBHOTO
o6pasua Al,O; Ha 40 %, onHako mpoyHOCcTh Al,O5-T30
Mpu Harpyske no «obpasylolleit» He OTIMYAETCS OT
MPOYHOCTH TPAAUIIMOHHOTO OKCHUIa AJTIOMITHUS.

3aKknyeHue

C TOMOIIBIO TEMIJIATHOW TEXHOJOTMU TIOJYUYEHBI
3-D cTpyKTypupOBaHHbIE MaKpOIOPUCTHIE HOCUTEIU
pa3INIHON XMMHWUYECKON IMPHPOABI — OKCHI aJIIOMU-
HUS, TMOKCUIBI THTaHA U IUPKOHUS, CUITMKAIUT 1 Fe-
CUJIMKAJIUT CO CTPYKTYpoii ieoauta ZSM-5.

®a30BHII COCTaB TEMILIATHBIX OOpa3loB OKCHUIA
QJIIOMUHUS COBIaaaeT ¢ (pa3oBbIM COCTABOM OOpa3slia,
MOJIYYEeHHOr0 B OTCYTCTBME TemIniaTa. Kpucranamy-
HOCTh 00pa31IoB TMOKCH A TUTaHA HEe 3aBUCHUT OT HAJIHM-
YMs TEMIJIaTa B CMECH MPeNIeCTBEHHUKOB, OMHAKO B
TEeMIJIATHOM 00pa3siie, TOMUMO Mpeobiamatonieii a3l
aHarasa, ITIOSIBJIsSICTCS HeOoJbImass mois ¢asbl pPyTH-
na. [IpucyTcTBUe TeMmILIaTa B CMECH BO BpeMsl THAPO-
TepMaJIbHOTO CUHTEe3a CUJIMKAJIUTOB CO CTPYKTYpOU
meonuta ZSM-5 TIpUBOONT K 3HAYUTCIBHOMY YMEHB-
IIEHUI0 Pa3MepPOB KPUCTAJJIOB LIEOJUTAa U CHUKEHUIO
CTeNEHU KPUCTAJIMYHOCTH 00pasilla OTHOCUTEJHHO
OeCTEeMIIJIATHBIX CUIIMKAJINTOB.

ITokazaHo, YTO TEeMIUIATHBIM CHMHTE3 MPHBOIHUT K
3HAUYUTEJIbHOMY YBEJIMUCHMIO YIEJIbHOr0 00beMa Iop 1
BHEITHEH IMOBEPXHOCTHU ITOPUCTHIX OKCUIIOB M CUJIMKa-
JIUTOB CO CTPYKTypoit neonuta ZSM-5. [TosyueHbl 00-
pas3ibl TPaHYJIMPOBAHHOTO KPYITHOMOPUCTOTO OKCHUIa
ATIOMUHU S ¢ BBICOKOM YIeTbHOM ITOPHUCTOCTHIO, COCTaB-
nsomein 1,22 CM3/1“. CyllIecTBEeHHO, YTO TeMIJIaTHBII
CHHTE3 C MHCIIOJIb30BaHMEM TMOJMMEPHBIX HaHochep
ITO3BOJISIET TOJIYYaTh IIEOJUTHI ¢ BEIMUMHON BHEITHEH
MOBEPXHOCTHU, docTurawmmein 330—410 M2/F, KOoTopas
coctaBisgeT 50—70 % oT ymelbHOI IOBEPXHOCTU 00-
pasmoB, B TO BpeMs KaK BKJIaJ BHEITHEN MOBEPXHOCTU
HEMepapXnueckKoro MUKPOTIOPUCTOTO CUJIUKAJINTa B
yIeJIbHYIO IOBEPXHOCTH HE IpeBbIliacT 7 %.
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O0pa3sel; MakpoOMNOpHUCTOr0 OKCHIa aJIOMUHUS C
BBICOKOI MOPUCTOCTHIO MMEET HU3KYIO ITPOYHOCTH Ha
pa3maBIMBaHKE, OMHAKO MAKPOIIOPUCTHIN 00pa3ell, mo-
JIYyYEHHBIU MpU MEHBIIEH A0je TeMIIJaTa U UMEIOIIA
o6beMm mop 0,35 CM3/r, o0JjagaeT JOCTAaTOYHBIMM JJISI
MPaKTUIECKOTO IPUMEHEHUSI MPOYHOCTHBIMHU Xapak-
TepUCTUKAMM.

JaHHble Mo (ha30BOMYy cOCTaBy, TEKCType U Mexa-
HHUYECKOM IMTPOYHOCTH MOJYYeHHBIX 3-D CTpyKTypHpo-
BaHHBIX OKCHJIOB MO3BOJISIOT CUMTATh UX YPE3BhIYAHO
MEePCIIeKTUBHBIMU [JISI aJACOPOIIMOHHBIX M KaTaJIUTH-
YeCKUX IPOLIECCOB C YIACTHUEM BBICOKOMOJIEKYISIPHBIX
COCOIMHEHMI, HApuUMep B KaTaJIUTHUUECKON THUIPO-
nepepaboTKe TSIKeNbIX (pakKiuii HepTU, KOHBEPCUU
O0MOMAacCHl ¥ IMTHUHA B XUMHWYECKUE ITPOAYKTHI, B TOM
quciie XUIKHUE YTIIEBOIOPOIBI, IPU ITOJYIYeHUH hapMa-
LIEBTUYECKHUX MIPENapaToB, a TAKKe B aACOPOLIMHU KPYII-
HBIX MOJIEKYJI, B YaCTHOCTH TSIKEJIBIX METAJIJIOB U3 BOJI-
HBIX PacTBOPOB.

ABTOPbBI BbIpaxxaroT 61aroaapHocts corpyaaukam UK CO PAH
T A. E¢poumeHKO 3a BbIIIOJTHEHUE HU3KOTEMIIEPATYPHOH
ancopounu azora, C.B. bornaHoBy — 3a peHTreHO(a30Bbl
aHaius, JI. H. AtTaMaHOBOMH — 3a pTYTHYIO IOPOMETPHIO
006pa3LoB.

Pabora BbinosiHeHa B pamkax MHTerparinoHHOro npoekta Ne 35
mexay CHOUPpCKUM, YpabCKHUM U /]aIbHEBOCTOYHBIM OTAE-
sgeHuamu PAH n UaTerpanmonHoro npoekta Ne 24 mexy
HAH benapycn u CO PAH, a Takxxe npH ()UHAHCOBOH
noaznepxke MuHucrtepcTBa 0b6pa3oBaHus U Hayku Poccurickori
Denepann 'K No 16.516.11.6078.
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