TMOBEPXHOCTb. PEHTTEHOBCKHE, CHHXPOTPOHHbBIE U HEHTPOHHBIE HCCAEANOBAHHA, 2018, Ne 4, c. 3—13

YK 546.623.36:544.23.022

AHAJIN3 CTPYKTYPLI ADPOTEJIEN OKCUTUAPOKCHUJIA AJTIOMUHUA

METOOAMUN MAJIOYIUVIOBOI'O PACCEAHUA

©2018r. A. H. Xomaul*, I. I1. Konuna?2-3, X. D. Epos?, A. E. Bapanuukos’,
B. K. UBanos>®, A. Feoktystov’, V. Pipich’

' Huemumym gusuueckoii xumuu u snexmpoxumuu um. A. H. @pymxuna PAH, 119071 Mockea, Poccus
2HHUI] KU [Temepbypeckuii uncmumym a0eproii gpusuxu um. B.I1. Koncmanmunosa, 188300 lamuuna, Poccus
3 Unemumym xumuu cusuxamoe um. M. B. Ipebenwuroéa PAH, 199034 Canxm-ITlemep6ype, Poccus
“Mockoeckuii 2ocyoapcmeennuiii ynusepcumem um. M. B. Jlomonocosa, 119991 Mockea, Poccus
SUucmumym obuweii u neopeanuueckoii xumuu um. H.C. Kypnaxosa PAH, 119071 Mockesa, Poccus
S Hayuonanwnsiii uccaedosamensciuii Tomekuii eocydapemeennsiii yuusepcumem, 634050 Tomck, Poccus
7Jiilich Centre for Neutron Science, Forschungszentrum Jiilich GmbH, Outstation at MLZ, Garching, Germany

*E-mail: anatole.khodan@gmail.com

IMoctrynuna B pegakiuuio 22.07.2017 r.

M3yyeHa MUKpPO- U ME30CTPYKTYpa HAHOCTPYKTYPHUPOBAHHOTO OKCUTUIPOKCHAA ATIOMUHUS, GOPpMUpPYIOLIe-
rocsi B BUJe BLICOKOIIOPUCTOIO MOHOJUTHOTO MaTepuaia MpU OKUCICHUN MOBEPXHOCTU KUIKOMeTaInye-
CKOTO pacTBOpa aJTIOMUHUS B PTYTH B BO3IYIIHOM cpelie ¢ KOHTPOJIUPYEMOI TeMITEpaTypoOil U BJIaXKHOCTBIO.
MeTonaMu peHTTeHO(ha30BOTro, TEPMUYECKOTO aHaIM3a, HU3KOTeMITepaTypHOI ancopO1Mu a30Ta, MPOCBEY-
Barolleil 3JIEKTPOHHO MUKPOCKOIKMU, MaJIOYIJIOBOTO U YJABTPAMaIOyIJIOBOTO paccesiHUs HEHTPOHOB, a TaKXke
MaJIOyIJIOBOTO PacCesTHUST PEHTIEHOBCKOTO U3JTyYeHUsI MPOBeAeHbI KOMIIEKCHBIE UCCIIeIOBaHUS 00pa31oB,
KaK CUHTEe3UPOBAaHHBIX IIpU TeMIieparype 25 °C, Tak 1 M30TePMHUYCCKU OTOXKEHHBIX ITPY TEMIIEpaTypax 10
1150 °C. YcTaHOBJIEHO, UYTO CTPYKTYPa MOHOJUTHBIX 00Pa31IOB MOXKET OBITh OITCAaHa B paMKaX TPEXYPOBHE-
BOIi MOZIENIN, BKJIIOYAIOLIEH B ce0s MepBUYHbIE HEOMHOPOIHOCTH (XapaKTepHbIit pasmep r, =~ 9—19 A), dop-
Mupyoume GUOPUILTH (Pagnyc MorepedHoro ceueHust R ~ 36—43 A, wmuHa L ~ 3200—3300 A) win namenn
(tomumua T ~ 110 A, mmpuHa W~ 3050 A), KoTopbie, B CBOIO 04epelb, OOBEINHEHBI B KPYITHOMACIITAO-
HbIE arperaTsl (XapakTepHslit pasmep R, 1.25—1.4 MKM) ¢ He3HAUUTENBbHOI IEPOXOBATOCThIO MTOBEPXHOCTH.
TMoka3aHo, 4To BbICOKAA yeabHAas TIoLanb nopepxHocTH (~200 M2/T), XapakTepHas J1 MCXOIHOTO 06pa3-
11a, COXpaHsIeTCs TIPU ero TepMudeckoM otxure 1o 900 °C, a mocie TepMudeckoit o6padotku mpu 1150 °C
yMeHbIIaeTcs 10 ~100 M%/r B pe3yasTaTe crieKaHus (GuOpuLIL.
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BBEAEHUE

OKuclieHre MeTAIJTMYECKOTO aIFlOMUHMST Ha BO3MY-
X€ B IPUCYTCTBUU PTYTHU, MPUBOSIIEE K 00pa30BaHUIO
PBIXJIBIX OKCUIOB U OBICTPOMY pa3pylIeHUIO aJllOMU-
HUEBBIX U3Aennii, u3BecTHO AaBHO [1]. [IpomykTom Ta-
KOTO OKMCJIEHMSI SIBJISIETCS] HAHOCTPYKTYPUPOBAHHBIIA
okcuruapokcuna amomuuust (HOA), xapaktepusylo-
LIUAKACH BOJOKHUCTOM CTPYKTYPOM U KpaiiHE HU3KOU
toTHocThIo (~0.013 r/cM3), 4TO MO3BOJISAET OTHECTH
€ro K a’poreJisiM Ha OCHOBE OJHOMEPHBIX CTPYKTYP.
[Tonyuenue 1D asporeneit sBiasieTcsl aKTUBHO pa3-
BUBalolIelicss 00JacThl0 MCClel0BaHUM, B YaCTHO-
CTU, OBLIM OINUCAaHbl MaTepUajibl HA OCHOBE OKCUIOB
Bosib(pama [2], TUTAHATOB U MaHTAHATOB ILIEJTOYHBIX

MeTaJioB [3], MeTajumyeckoit meau [4], yriepoaHbIX
HaHOTPYOOK [5].

OCHOBHOM TIpo06JeMOli MPU TOJYYEHUU MOHO-
JIMTHBIX MaTepuajioB Ha ocHoBe HOA saBnsieTcst obe-
crieyeHre MOCTOSTHCTBA CKOPOCTEH MPOLIECCOB OKUC-
JIEHUST aJTIOMUHUSI U POCTa BOJOKOH, KOTOPOE OIpe-
Jensgercsl, mpexae Bcero, CoAepXKaHUEeM aTlOMUHUS
B >KUJIKOMETAJUIMYECKOM (ha3e, a TaKKe TeMIIepaTypoit
Y BIIAXXHOCTBIO OKpyxXKarwlleil cpeanl. Panee [6—9] Ha
OCHOBAaHUM CUCTEMATUYECKUX MCCICHOBAHUN ObLIU
YCTaHOBJIEHBI ONTUMAIbHEIE YCIOBUS BOCIIPOU3BO-
JUMOTO TOJYyYeHUsSI MOHOJMUTHBIX 00pa3lioB aspore-
neit HOA ¢ nmpou3BoIbHOM 3agaHHOM (hopMOIi ceue-
HUSI, B TOM YHCJIE COIEpXKAaIle OTBEPCTUS 3aJaHHOTO
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nuametpa. [TonpoOHBI aHanMU3 MexaHU3Ma POpMU-
pOBaHUs YKa3aHHbBIX MaTEPUAJIOB, a TAKXKe KJIHOUeBbIX
3aKOHOMEPHOCTEM M3MEHEHMNS HEKOTOPBIX UX (DH3U-
KO-XMMWYECKUX XapaKTepUCTUK (YIEeTbHOM TIIOIIaau
MTOBEPXHOCTH, XNUMHUIECKOTO 1 (ha30BOT0 COCTaBa, Teo-
METPUUECKON IUIOTHOCTH) B XOA€ TEPMUUYECKOM 0Opa-
OOTKH B IIIMPOKOM AMaIla30He TeMIiepaTyp (BILUIOTh A0
1650 °C) 6b11 ipoBeneH Buubecom ¢ coaBropamu |[8].

HecMoTpst Ha BO3BMOXHOCTH MPaKTUYECKOTO TTPU-
MeHeHUs1 MaTepuajioB Ha ocHoBe HOA (xumuueckast
WHEPTHOCTh, KpaiilHe HU3Kasl TNIOTHOCThb, BhICOKAS
yaellbHasl TJI0IIAab ITOBEPXHOCTH, BhICOKASI MEXaHU -
yecKas IMIPOYHOCTh MOHOJMTHBIX 00pa3loB C TMTOpU-
cTocThio 6oJiee 98%), KoaudecTBO MyOIUKAIIN, TTO-
CBSIIIEHHBIX CUHTE3Y M aHAIU3y (PU3UKO-XUMUYEC-
KHMX XapaKTEePUCTUK ITUX MaTepHUaoB, KpaiiHe MaJo.
B yacTtHOCTH, K HACcTOSIIIIEMY BpEMEHU OCTAeTCs CO-
BEPILICHHO HEU3YYEeHHBIM MeXaHU3M (DOPMUPOBAHUS
(pu6pun HOA 1nipu ceeKTUBHOM OKUCJIEHUU allOMU-
HUs Ha MOBEPXHOCTU aMajibrambl. J1Jist ero KoppeKTHO-
To OMUCAHUS, a TAKXKE IJIS BBISIBIICHUSI 0COOEHHOCTEA
CTPYKTYPHBIX U3MEHEHU, IPOUCXOOAIINX TIPU TeP-
mu4aeckoit oopadotke HOA, HeoOxonuma aeTanbHast
nHGOopMaIs O CTPYKTYpe TaHHBIX MaTepPUAIOB B I~
POKOM JMana3oHe MaclTaboB.

Lenpio HacTosIe pabOThHl ObLI KOMIIJIEKCHBIN
aHalnu3 0COOEHHOCTE MMKPO- U ME30CTPYKTYpPhI
HOA, a Takxe ee 3BOJIOLIMU B XOJe TePMUUYECKOIi 00-
pabotku. OCHOBHOI MacCUB CTPYKTYPHbBIX JAHHBIX
OBLI TTOJIYYEH C UCTTOJIb30BAaHUEM KOMILIEKCa METOIOB:
MaJIoyIa0BOro paccesHus HeiitpoHoB (MYPH), ynb-
TpaMaJjioyIIoBoro paccessHus HeiitponoB (YMYPH),
a TakxXe MaJIOYIJIOBOTO paccesiHUsl peHTT€HOBCKOTO
uznydyeHus (MYPP).

OKCITEPUMEHTAJIBHAA YACTb

CuHTe3 MOHOJIUTHBIX 00pa3oB HOA 6bL1 npo-
BeJeH TO0 METOAUKE, MOAPOOHO OMUCAHHOUW paHee
[8]. I[TomyyeHHBIE a3pOreiy MOABEPrajyd TepMUUe-
CKoOi1 0OpaboTtke 1ipu Temiteparypax 450, 900, 1150 °C
Ha BO3ayXxe B My(denbHOI meuun (CKOpOCTb Harpena
10 rpam/MUH, IPONXOKUTETLHOCTD N30TEPMUIECKOTO
BeIIepxKuBaHud 1 4). Ilepen nmpoBeneHreM Bcex M3Me-
peHuit 0Opa3iibl NEPETUPAIU B araTOBOI CTYIIKE.

PenTreHodasoBblii aHaJIM3 00pa3loB MPOBOIM-
JIU ¢ ucojab3oBaHueM nudpakromerpa Bruker D8
Advance (CuK -usnydyeHue) B nuamnasoHe 26 5°—80°
¢ marom 0.02°. JInst pacuinpoBKU peHTreHOrpaMM
ucnoyib3oBaau 6adkK gaHHbIX [CDD PDF2. Ananus
METOIOM TIPOCBEYMBAOIIEH 2JIEKTPOHHO MUKPOCKO-
nuu (IITDM) npoBoauin ¢ UCIOJIb30BAHNEM MUKPO-
ckomna Leo 912 AB Omega npu ycKOpsIolleM Hamps-
xkenuu 100 xB.

YaenbHyl0 TJI0IIAAb TOBEPXHOCTU U paclpenene-
HUE MOop IO pa3MepaM ONpeaesiyid METOIOM HU3KO-
TEeMIIepaTypHOl aAcopOLUU a30Ta C UCIMOJb30BaAHU-
eM aHanuzaropa QuantaChrome Nova 4200B. Ilepen
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W3MepeHUIMH 0o0pasisl merasupoBaiu npu 120 °C
B Bakyyme B TeueHue 16 4. Ha ocHOBaHWMM mOJTy4YeH-
HBIX TaHHBIX PACCYNTHIBAIM YACIBHYIO TIOIIAIb TT0-
BEPXHOCTH Spyy C UCMOIb30BaHUEM Mozaenan bpioHa-
yapa—OmmMmera—Tennepa (BOT) mo cemu Toukam.
PacrnipeneneHue mop mo pazMepam pacCUMTHIBAIU Ha
OCHOBAaHMU M30TEPM AeCOpPOIIMU a30Ta MO MOIEIU
bappeta—/IxxoitHepa—XaneHab! (BJ1X).

Tepmuueckuii aHanu3 06pa3LiOB MPOBOAWIU C UC-
nonb3oBanneM aHanmmzaTopa SDT Q-600 (TA Instru-
ments) npu Temieparypax 10 1300 °C (ckopocTb Har-
peBa 10 rpag/mMuH) B moToke Bo3myxa (250 Ma/MuH).
Macca HaBecoK cocTapJistia ~60 M.

N3mepenus merongamu MYPH u YMYPH 6bu1n
npoBeaeHbl Ha ycTaHoBKax KWS-2 u KWS-3 (peak-
top FRM—II, l'apxunr, I'epmaHusi) COOTBETCTBEHHO.
YcranoBka KWS-2 gBnsieTcst KilacCH4eCKUM Maioy-
TJIOBBIM T PAKTOMETPOM, pabOTAIONINM B TeOMe-
Tpuu, OJIM3KOM K ToueuHol. M3MepeHus npoBoaIn
Ha [UTMHE BOJHBI HEHTPOHOB A = 5.2 A ¢ AA/A = 0.1.
HMcnonb3oBaHue TpexX pacCTOSTHUI oOpa3el—IeTeK-
Top 2, 8 1 20 M MO3BOJISITIO U3MEPSITh MHTEHCUBHOCTD
paccesiHUSI HEUTPOHOB B IMana3oHe MnepeagaHHbIX UM-
mynbeoB 3 x 1072 < ¢ < 0.43 A~!. PaccestHHBIe Heii-
TPOHBI PETUCTPUPOBATU IBYMEPHBIM CIIMHTHILISIIV -
OHHBIM TTO3WIITMOHHO-IYBCTBUTEIHLHBIM JETEKTOPOM
Ha ocHoBe °Li (128 x 128 syeex ¢ MPOCTPAaHCTBEHHBIM
pa3penieHueM S5 X 5 Mm).

YcranoBka KWS-3 gBisgercss MaJoyIJIoBBIM OU(-
pakToMeTpoM, paboTalolUM C UCHOJb30BaHUEM
(okycupyomiero TopongaIbHOTO 3epKajia, 4To IMo-
3BOJISIET JOCTUTATh BBICOKOTO pa3pelleHNs T10 Tepe-
JAHHBIM UMITYJIbCaM BILTOTh 10 1 x 1074 A-1[10, 11].
W3mepeHnsT mpoBOMUIN Ha JUIMHE BOJHBI HEHTPOHOB
A =12.8 A (\/A = 0.2). Micrionp30BaHue IBYX paccTosi-
HUit oopazel—aerekTop 1 u 10 M 03BOJISLIO U3MEPSTH
WHTEHCUBHOCTb paccesiHUsI HEMTPOHOB B Auarna3oHe
TepeIaHHbIX UMITYJIbCOB: 4 x 1074 < g < 1.4 x 1072 A1,
PaccestHHBIE HEUTPOHBI PETUCTPUPOBAIIA TBYMEPHBIM
CHMHTWUISIMOHHBIM TTO3UIUOHHO-IYBCTBUTEIb-
HBIM JIETEKTOPOM Ha ocHoBe °Li (1maMeTp aKTHBHOII
30HHI 8.7 CM C IIPOCTPAaHCTBEHHBIM pa3pelleHueM
0.36 x 0.39 Mm).

AHaJIM3UpyeMbI€ MOPOILIKU MOMEIIATA MEXY JIBY-
MsI KBapleBbIMU cTeKJIaMU. MIcXomHbIe CIEKTPHI IS
KaXXIO0TO WHTepBajla MO ¢ KOPPEKTUPOBAJIU C MPU-
MEHEHMWEM CTaHIapTHOM mpouenypsl [12] ¢ yueTom
paccesiHUS apMaTypoil YCTAaHOBKM U KBapleBbIMU
cTekjaMu, a Takxe ¢doHa 3ajna. [TosydyeHHbIe ABY-
MEPHBIE U3OTPOIMHBIE CIIEKTPhI a3UMYTaJIbHO YCpe -
HSUTA U IPUBOJIMJIA K aOCOTIOTHBIM 3HAYEHUSIM TTyTEM
HOPMHMPOBKH Ha CEYEHUE HEKOTEPEHTHOTO PacCesiHUS
TUIEKCUIIaca C y4eToM P(D(PEKTUBHOCTU AETEKTOpa
[12] v TommHbl L A1t Kaxaoro u3 oopasios. Bee us-
MEPEeHUS TTPOBOAUINA MPU KOMHATHOU TeMImepaTtype.
Jns mpeaBapuTesibHO 00pabOTKM JaHHBIX UCTOJb-
3oBasiu Tiporpammy QtiKWS [13].
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AHaIU3MpPyeMyI0 B HacTosilIelt paboTe MHTEHCUB-
Hoctb MYPH 1 YMVYPH /(¢g) onpenensinm Kak

Ii(q)=1(q)-Tly(q), (1)

rae 1(q) u 1,(q) — g-pacrnipeneneHne pacCesHHbIX HEM -
TPOHOB IocJjie oOpasiia v myyka 6e3 odpasiia COoTBeT-
cTBeHHO, T — K03(hDULIMEHT TPAaHCMUCCUHN TIPOILLIE -
LIKUX Yyepe3 oOpasel] HEUTPOHOB:

1(0)
T —
1,(0)

= exp(—Zi L), 2

rae X =0, +6, — UHTerpajbHOe CeueHue, BKIoua-
IOLlIee SAEPHOE pacCesdHNE G, U MOMIolleHue 6,,; L —
TOJIIIMHA oOpas3la.

MN3mepeHHBIe 3HaYUeHUS MHTeHCUBHOCTU MYPH
u YMYPH cBsi3aHbI ¢ 3aKoHOM paccessHus S(q) cie-
JIYIOIIMM COOTHOIIIEHUEM:

I(g)=1oL [F(a—aq))S(a)da,, (3

rae F(q) — GyHKIus pa3pemeHus yCTaHOBKH, KOTOPYIO
annpokcuMupoBanu ¢yHkimei 'aycca [14].

Takum oOpa3oM, UCITOIb30BAHUE KOMILJIEKCA METO-
JIOB YJIETPaMaJIOyIJIOBOTO ¥ MaJIOYIJIOBOTO paccesTHUS
HEHTPOHOB MO3BOJIMIIO TIPOBECTU aHAJIM3 B IUAIIa30HE
HepelaHHBIX UMITYIbCoB 2 X 1074 < ¢ < 0.43 A~ uro
COOTBETCTBYET AMANa30HY XapaKTepUCTUUECKUX pa3-
mepoB ot 10 A 110 HecKOIBKUX MUKPOH.

N3mepenuss MYPP Obuiu mipoBeaeHbl Ha 3KCIIE-
pumeHTanbHO# ctanuuu JMKCU, pacrionokeHHOMK
Ha kaHazne 1.3.a cunxporpona “KMCH-KypuyaToB”
(HULI “KypuatoBckuit uHCTUTYT”, MockBa), pabo-
TaIOIIEH B aKCUAJIbHOM r€OMETPUM U OCHAILIEHHOM ra-
30HAITOIHEHHBIM meTeKTopoM MarCCD 165 (Rayonix)
¢ IMaMeTpoM aKTUBHOM 30HHEI 190 MM M pa3pelieHu-
eMm 80 MxMm. Mcnonb3oBaHue OJIMHBI BOJIHBI (POTOHOB
A = 1.62 A u nByX paccrosiHmii 06pasen—aetekTop 600
u 2430 MM NO3BOJIVIIO TIPOBOAUTh M3MEPEHUS MHTEH-
CMBHOCTH paccesiHUSI B JUara3oHe TepenaHHbIX UM-
nysbeoB: 4 x 1073 < g <4 x 107! A~!. TTepen usmepe-
HUEeM TMOPOILIKU Hackinaau Ha ckoTd. McxonHble criek-
TPBI KOPPEKTUPOBAJIM C YUETOM paCCESHUS apMaTypoii
YCTAaHOBKH 1 CKOTYa, a Takxke (hoHa 3ana. [ToaydeHHbIe
JBYMEPHBIEC U30TPOIIHBIE CIIEKTPhI ObLIN a3UMYyTaIbHO
ycpeaHeHBI ¢ yueToM 3¢ PEeKTUBHOCTH AeTeKTopa. Bee
W3MEPEHUS TIPOBOAWIIM IIPU KOMHATHOM TeMIleparype.
Hns1 npeaBapuTebHO 00pabOTKU TaHHBIX MCIOJIb30-
Banu naket nporpamm fit2D (ESRF) [15].

PE3YJIBTATBI 1 UX OBCYXJIEHUE

Wcxonuniii o6paszenr HOA mpencraBaseTr co0oid
KpaliHe XpynKuiA MaTepuall, B pe3yJbTaTe TepMUYe-
CKOit 00pabOTKM MOHOJIMTOB HaOJII0AaeTCsI UX ycaaka,
U B pesyaprate orkura npu 1150 °C reomerpudeckue
pa3Mepbl o0paslia YMEHbILAIOTCS TIPUMEPHO B Ba
pa3a, MOHOJUTHOCTb 00pa3lioB COXpaHsEeTCs.
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Puc. 1. PesynbraThl TepMOTpaBUMETPUYECKOTO U TH(D-
(bepeHIMaTbHO-TEPMUYECKOTO aHAJIN3a UCXOOHOTO 00-
pasua HOA.

I/IHTCHCI/IBHOCTB, OTH. €.

20, rpan

Puc. 2. Iudpakrorpammsel o6pasioB HOA: ncxomHoro
() n mpoaykToB ero odpabdorku mpu 450 (2), 900 (3),
1150 °C (4). Pednexcsl, otBevatoiue dase y-Al,05, mo-
MEYEHBI 3B€30YKOM.

Tepmuueckuit ananu3 HOA (puc. 1) mokasaj, 4to
MPOIIeCC ero TePMUUYECKOr0 pas3oXeHUs SIBJISIeTCS
nByctaguiitHbiM. IlepBas cragust Tepmosnsa (MaKcu-
MajibHasi CKOpOCTh nmotepu Mmaccel npu 180 °C) ort-
BeJaeT ymaJeHHUIo0 cIaboCBI3aHHOI BOIBI, COOTBET-
CTByIOIIAsI MOTeps Macchl cocTaBiisieT ~40.8%. Bropas
CTaausI IOTepU Macchl (MaKCUMaJIbHAsI CKOPOCTD TIpH
870 °C, Am/my, = 1.3%) conpoBOXmaeTcsi BbIpakeH-
HBIM 3K30TepMHUYECKUM 3¢ EPEKTOM, OTBEUAIOIIUM,
OYEBUAHO, KpUCTANJIM3ALUU OKCUAA ATIOMUHMUS.
HanpHeimuit Harpes o6pasua o 1300 °C mpowuc-
XOOUT 0e3 MOTepr MacChl, OMHAKO TIPU TeMIIepaType
1200 °C nabmromaeTcs 9K30TepMu4ecKuii apdexr, co-
OTBETCTBYIOIINIA, TTO-BUIUMOMY, KPUCTAJUTM3AIINU KO-
pyHzaa [8]. OueHKa XMMHUYECKOTO COCTaBa MCXOIHOTO
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Puc. 3. Pesynwratel [19M 1 31eKTpOHHOM TrpaKLMu Ijig 00pa3oB UCXOTHOTO OKCUTUIPOKCHUAA aTIOMUHHMS (a) U MPO-

IYKTOB ero 06pabotku mpu 450 (6), 900 (B), 1150 °C (r).

obpasua HOA u3 JaHHBIX TEPMUUYECKOIO aHaau3a
npuseina K opyrro-dopmyne Al,05-4.12H,0.

JaHHble peHTreHO()a30BOTO aHAJIM3a UCXOAHOTO
HOA, a Takxe 00pa31ioB, IOIBEPTHYTHIX 00padOTKe IpU
450,900 u 1150 °C, npuBeneHs! Ha puc. 2. W3 pucyHka cie-
JyeT, 4YTO (pa30BbIi COCTAB UCXOMHOTO a3POTreis, a TAKXKe
o0pa3siia, oiy4eHHoro oopadorkoit mpu 450 °C, nipakTu-
YeCKH MISHTUIEH M COOTBETCTBYET PEHTTeHOAMOP(MHOIM
(aze. I1pu moBeIIeHUM TeMIiepaTypbl 00padoTk HOA
10 900 u 1150 °C popmupyercst Kyonaeckast Moaudurka-
uus okeuaa amomunus y-Al,O; (PDF2 77—396, nip. rp.
Fd3m.. OueHka pa3MepoB 001acTeii KOTepeHTHOIO pac-
CESTHMS IS OJTyYeHHBIX 00pa3uoB Y-Al,O; o hopmy-
ne Hleppepa (a5 pediekca 400) nprBesa K BeJTUYM-
HaM 0KoJ10 4 HM. OTMETUM, YTO HAHOKPVCTAJTNIECKIIA
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v-Al,O; TpPaIULIMOHHO pacCMaTPUBAETCsl B KAYECTBE
OIHOTO M3 JIYYITHUX KaTATUTUICCKUX MaTepHAJIOB IS
KOHBepcHu yrieBonoponos [16]. ITonydyeHHBIE B pabo-
Te TaHHbIE HAXOISATCS B COOTBETCTBUU C pe3ybTaTaMu
aHanu3a dazoBbix npeBpaineHuit HOA npu BbICOKUX
TeMIieparypax [8].

Ha ocHoBaHMM maHHBIX TepMUUYecKoTo (puc. 1)
1 peHTreHo(a3oBoro aHajau3oB (puc. 2) cxeMy Tep-
mudeckux npespaiieHuii HOA (mo 1300 °C) MoxHO
onucaTth CIASAYIOIIUM 00pa3oMm:

o

8
Al,05-4.12H,0 (amopd.) — 1,05-0.22H,0

870°C
(amopd.) — 7-Al,04

1200°C
— OL—A1203.
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Puc. 4. N3otepMbl ancopObuuu 1 gecopouuu azora ajis ucxonHoro oopasua HOA (a) 1 mpoaykToB ero oopaboTKu Ipu

450 (6), 900 (B) u 1150 °C (r).

Ha puc. 3 npuBenens IIDM-u3o00paxkeHus UCXO -
Horo o6pasna HOA, a Takke mpOayKTOB €ro TepMu-
gyecKoil 00padboTku. MOXHO BUACTh, YTO MCXOMHBIN
o6paszery HOA cocTouT U3 neperneTeHHbIX (pudpuii
nuametrpoM ~10 HM. BricokoTeMmnepaTypHblid OTXKUT
He TIPUBOAUT K 3HAUMMBIM M3MEHEHUSIM CTPYKTYPHI,
OIHAaKO B pesyabrate 00padorku npu 1150 °C yactn-
bl yKpyIHSoTes o ~20 HM. KapTtuHa 31eKTpoHHO
I paKkIny, XapaKTepHasl I KpUCTATHIYECKHNX Be-
IIeCTB, HAOIIOMaeTCs I 00pa3IoB, OTOXKEHHBIX IPU
temrepaTypax 900 u 1150 °C, 4To MOTHOCTBIO COMIACy-
€TCsl C MTAaHHBIMU PEHTTeHO(ha30BOT0 aHAJIM3a.

Ha puc. 4 nmpencraBiaeHbl U30TEPMBbI aJCOPOLINU
M AecopOLMU a30Ta ISl BCeX MCCIIeHOBAaHHBIX 00pa3-
noB. [1o BHemHeMy Buay n30TepMbl 011u3ku Ko 11 Tumy
no kjaaccudukanuu, npemioxeHHoil C. bpyHayspow,
JI. lemunromMm, ¥. Hemunrom u 3. Temnepowm [17], oT-
BeYaloIeMy HETTOPUCTHIM M MaKPOITOPUCTHIM allcop-
OeHtaMm. B TO Xe BpeMsl IpUCYTCTBUE TMCTEpe3nca
MO3BOJISIET OTHECTU M30TepMEI K IV Ty, KOTOpPHIi
XapaKTepeH JJIsI ME30IOPUCTHIX ancopbeHToB. Dopma
rucrepesnca cornacHo knaccudukanuu e bypa [18]
BO BCEX CIy4asix COOTBETCTBYeT TUITy C, XapaKTepHOMY
JJ1s1 KTMHOBUIHBIX TIOP C OTKPBITHIMU KOHLaMU. [let-
JI TUCTEpe3rca CMBIKAIOTCS TP 3HAYCHUSX OTHOCH-
TesbHOTO nasneHusd P/ P, 6onbiue 0.3, 4TO CBUOETENb-
CTBYET O HE3HAUUTEJbHOM COIEPXKAHUU MUKPOIIOP

MMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBLIE U HEUTPOHHBLIE UCCITENOBAHUSA

B oOpas3nax. Pe3ynbraThl aHaln3a MOJYYEHHBIX U30-
TepM C ucnojb3oBanueM moneneit bOT u BAX npen-
cTaBJIeHHBI B Ta0j1. 1 1 Ha puc. 5.

Kak BugHo m3 Tabin. 1, mcxogHBIH oOpaselr
HOA o6nagaeT BbICOKON yIelbHOI IMTOBEPXHOCTHIO
(Sgst = 220 M?/1). OTxur nipu 450 °C npusBoauT
K 3aMETHOMY yBeIMUYeHUIO Sgyt (Ha ~20%), a Takxke
MMPaKTUIECKN ABYKPATHOMY YBEIMYEHUIO YICIBHOTO
0o0BbeMa op, YTO, OYEBUIHO, CBSI3aHO C IMIPOTEKAHU-
€M TOITOXMMUYECKUX TIPOIIECCOB YAATCHUS XUMHUIEC-
CKM CBSI3aHHOM Bonbl. [lanbpHeiiliee yBeIM4eHUEe TeM-
reparypbl OT>KUTa MPUBOIUT K YMEHBIIEHUIO Sgyr 10
190 (900 °C) u 100 m?/r (1150 °C), uTO, MO-BUIMMO-
My, OOYCIIOBIIEHO MPOTEKaHMEM TIPOIIECCOB CITEKAHUS

Ta0nuna 1. YnenpHas mioumaab NoBepxHOCTH (Spot)
1 ynenbHbiil 06beM 1op (Vgx), ONpenesieHHbIE METOTOM
agcopouuu/necopouumn azora, 1 obpasumos HOA
M TIPOAYKTOB €TI0 TEPMUYECKOI 00paboTKuU

t,°C Skom M2/T Vx €M3/T
— 220 £ 10 1.75
450 265 + 15 3.31
900 190 + 10 1.51
1150 100 + 10 0.63
Ne 4 2018
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Puc. 5. PacnipeneneHue mop mno pasMepam, pacCuuTaH-
Hoe ¢ ucrnojb3oBanueM moneau BAX nist ucxomHoro o0-
pasua HOA (/) n nmponykToB ero o6pabotku mipu 450 (2),
900 (3), 1150 °C (4).

JaCTUIl OKCUIA ATIOMUHUS U U3MEHEHUS (HOPMBI
udpuI.

JlaHHBIe, TMOJIlydeHHbIe B pamMKax moaeau BAX
(puc. 5), yKa3pIBaloT Ha OMMOJAIbHOE pacIipeaeIcHe
Mop Mo pa3MepaM BO BCeX MPOaHATU3UPOBAHHBIX 00-
pasiiax, MakKCUMaJbHbIe yIeIbHble 0ObEMbI TTOP OTBE-
yaloT nuametrpaM ~24 u ~2 um. [IpumeuarenbHo, 4TO
yBeJIMYeHHe TeMIlepaTypbl 00OpabOTKMU MpaKTUIeCKu
He CKa3bIBaeTCs Ha ITOJOXKECHHUSIX MAaKCUMYMOB, Ha pac-
MpenesIeHUsIX TIop 1Mo pasMepaM. KpomMe Toro, BIIOTh
1o temiepatypbl 900 °C oTHOCUTEIbHOE COlepXKAHUE
KPYITHBIX M MEJIKHX ME30IT0p OCTaeTCs MPaKTUIECKU
HEM3MEHHBIM, YTO CBUIETEIbCTBYET O BBICOKOI CTa-
oubHOCTU Me30CcTpyKTyphl HOA B naHHOM TemIiepa-
TypHOM uHTepBaiie. I1pu Oojiee BBICOKOI TeMIiepaType
(1150 °C) npoucxoouT 3HaYNMOE YMEHbBIIEHNE TOIU
KPYITHBIX ME30TI0p, OTHAKO ME30I0Phl, UMEIOIIEe Ma-
JIEHbKUI TUaMeTp, COXPAHSIOTCS, 00ecrieurBasi OTHO-
CUTEJIbHO BBICOKYIO YIE/IbHYIO TJI0IaAb MTOBEPXHOCTU
COOTBETCTBYIOILEro Matepuaina (~100 M2/r).

PaccMoTrpum noapo6Ho pesyabraThl aHain3za HOA
¥ TIPOAYKTOB €T0 TEPMHUUYECKOI 00pabOTKU, TTOTYICH-
HBIE METOIAMH MaJIOYIJIOBOTO paccessHHUsI HEHTPOHOB
U PEHTTEHOBCKOIo uanydeHus. Ha puc. 6 B 1BoitHOM
JjorapudMuUIecKOM MaciuTtade MpeacTaBIeHbl 3KC-
MepUMEHTaIbHbIE 3aBUCHMOCTH CEYCHMST PaCCeSTHUS
HeUTpoHOB d2(q)/d2 oT TIepenaHHOTO UMITYJIbCa ¢
JUIST BCeX IpoaHaJu3upoOBaHHBIX 00pa3oB. MoxHO
BUIETh, YTO B 00JIACTU OOJBIIUX MEepeIaHHBIX M-
nynbcoB (¢ > 0.2 A~!) HaubonbiIeil UHTEHCUBHO-
CThIO pacCesHUSI XapaKTepU3yeTcsl HeOTOX KEHHBI
obpa3sen ucxomHoro HOA, 4To c¢BSI3aHO, OYEBUIHO,
C HEKOTepEeHTHBIM paccesiHMeM Ha aToMax BoIopoa,
Bxoasux B coctaB HOA B BUjie XUMHUUYECKU CBSI3aH-
HOI U copOUpoBaHHOM Boabl. B ocTasibHOM nuana-
30HE TIepedaHHBIX UMITYJIbCOB HaOI0maeTCs mpsiMast

MOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBLIE U HEUTPOHHBIE UCCITENJOBAHUSA

107

106 by
105
— 104
3 103
a2
% 181 ~1/(]4+2[3
§ 109 Rg2~
10-1 ~ 880-950 A
_ Rg1~
1072 ~255 304
3L v Lol Lol [}
10 10-3 102 10-!
q, A1

Puc. 6. 3aBucumocth quddepeHInaIbHOTO CEYSHUS
dx(q)/dQ MYPH u YMYPH ot nepenaHHOro uMITyJibca
q nnst oopaszna HOA (/) v TpooyKTOB ero 06paboTKY Ipu
temmeparypax 450 (2), 900 (3), 1150 °C (4). CrutoniHbie
JIMHUU — PE3YJIbTaThl OMUCAHUS IKCTIEPUMEHTATbHBIX
JIaHHBIX 110 popMmynam (6) u (7).

KOppesiuusl MexXIy TeMreparypoit oopadorku HOA
1 MHTEHCUBHOCTbBIO paccessHus. boblass MHTEeHCUB-
HOCTb paccessHHsI B 00pasIie, MOTYICHHOM OTKUTOM
npu temnepatype 450 °C, cBg3aHa, HO-BUIUMOMY,
C ero OOJIblIEN yOeIbHON MJIOIIAIbl0 IIOBEPXHOCTH
(tabua. 1). 3HayeHue Sy, BXOAWUT B BBIPAXKCHUC JUIS
ceueHuUs paccessHUs d>(q)/dS2 B KauecTBe JUHEITHO-
ro uneHa [19]. Euie 6osee BbicOKasi MHTEHCUBHOCTh
paccessHUs B oOpa3sliax, MOJyYeHHBIX OTXKUTOM TIpH
temmeparypax 900 u 1150 °C, mo-BuauMoMy, BEI3BaHa
MPUCYTCTBUEM B HUX KPUCTAJNIMIECKON (Da3bl.

OO1IMM AJ1s1 BCeX KPUBBIX paccesiHUus, MpUuBeIeH-
HBIX Ha pHUC. 6, IBIsIeTCS HaJIMYKe IBYX AUATla30HOB,
B KOTOPBIX CeUueHUs paccessHus dx(q)/dQ onuchl-
BAIOTCS CTENEHHBIMU 3aKOHAMU ¢ 2 ¢ pa3InYHBIMU
3HAYEeHUSIMU TToKa3zaTteneil cterieHU A. IlepBbiit u3
HUX (A = n;) HAXOOUTCA B 00JIACTU OTHOCUTEIBHO
OOJIBILNX TMepeJaHHbIX UMITYIbCOB (4.5 x 1072 < g <
< 2x 101 A1), Bropoii (A = n,) — B 00JIaCTH MaJbIX
(2.5x107* < g < 1 x 1073 A~1). B npoMexXyTo4YHOii
o6nactu (1 x 1073 < ¢ < 4.5x 1072 A1), a Taxxe npu
g < 2.5x10~* A~! 3aBucUMOCTb ceueHUs] paccestHUsT
d>(q)/d<) ynoBIeTBOPUTEIbHO OMUCHIBAETCSI B paM-
Kax 00o61meHHoro npubamkenus [mase [20—23].

Takum oOpa3oM, HabIoHaeMas j1s1 Bcex 00pas31ioB
kaptuHa MYPH sBisieTcst TUITMYHOM 7151 CUCTEM C He-
VIIOPSIIOYEHHOM CTPYKTYPO, B TAHHOM CJIy4ae MOpU-
cToit (TBepnas aza—mnopa), U CBUIETEILCTBYET O TOM,
4YTO B 00pasnax CylecTBYIOT paccerBalolie HEOIHO-
POIHOCTU ABYX TUIIOB, OY€Hb CUJILHO OTJIMYalolIue-
cs XapaKTepHbIM MacIITaboMm, T.e. 00pa3ibl 06a1atoT
JIByXYPOBHEBOI MepapXU4eCcKoil CTpYKTypoii [24—27].
HawnbGonee BeposTHO, UTO HaHHbIE MaTepUallbl CO-
CTOSIT U3 KPYMHOMACIITaOHbIX HEOJTHOPOAHOCTEM,
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IMOCTPOECHHBIX U3 TICPBUYHBIX HEOMHOPOTHOCTEH, MMe-
OIINX HecheprudecKyto hopmy.

Kapruna MYPH nHa MmeHbmeM 1o macumiTady
CTPYKTYPHOM YPOBHE, COOTBETCTBYIOIIAST THAITa30-
Hy ¢ > 1 x 1073 A~! (puc. 6), TUIIMYHA 1T CITy4aiiHO
OpPUEHTHPOBAHHBIX HecpepnuecKux (aHM30aMaMe-
TPUYIHBIX) OOBEKTOB, HATIPUMED, IUISI CHUTBHO BBITSHY-
ThIX ((UOPUILIBI) UM CIUTIOCHYTBIX (JIaMeJIn) YacTHUII.
st onucaHus paccesiHus B ob6actu [MHbe, B KOTO-
poil oHO ompenensieTcsl XapaKTePHbIM pasmepoMm R,
1 GopMoii HE3aBUCUMO paccemBalOIINX HEOMHOPO/I -
HOCTEI, a He MX JIOKaJIbHOM CTPYKTYpOii, HEOOXOIUMO
HCIIOJIb30BaTh 0000IIEHHOE BhIpaxeHue [28]:

a°R; ]

dX(q) G B
- 3—5)

70 qs eXp

“

rae aMIinTyaa G ImpsiMo TIpOTOpIIMOHaTbHA TIPOU3-
BEIMEHWIO YHCJIa HEOMHOPOITHOCTE! B paccenBarOIIeM
o0BeMe 1 CpeHei TNIOTHOCTH P aMIUTUTY/IbI PACCEeSTHUS
Ha HUX HeUTpoHOB [20—23], a mapameTp s onpenesi-
eTcs PopMOil paccenBamIINX HEOOHOPOTHOCTEM. st
cepuueckux 00beKTOB s = 0, 111 OMHOMEPHBIX YaCTHUI]
(pubpusael) s = 1, 0t AByMEpHBIX HEOOHOPOTHOCTEM
(namenu) s = 2. 3HayeHUs apamMeTpa s MOTyT OBITh He
TOJILKO LIEIOYMCICHHBIMU, HO U APOOHBIMM, HATIPUMED,
€CJIM pacceuBaoIe HEOMHOPOIHOCTU UMEIOT hOpMY
3JUIMIICOUIA BpAIlIEHUs IUOO B CUCTEME MPUCYTCTBYIOT
HEOTHOPOJHOCTH Pa3IUYHOMN (POPMBI.

[Tockonbky Hechepuueckrue 00bEKTHI OIpee-
JAI0TCS HE ONHUM, a ABYyMs (panuyc R, v nnuHa L
B ciydyae ¢puOpui) uiu tpems (ToamuHa 7, mupu-
Ha Wu npnuHa L niist nameneii) XxapaKTepHBIMU pa3-
MepaMH, TO OTBevamlas uM oosactb [MHbe MOXeT
BKJIIOYATh B ceOS IBa WIIM TPU AMAaIia30Ha MepeaaH-
HOTO UMIYJIbCa ¢, YTO MOJTHOCTHIO COOTBETCTBY-
€T HaOJIoJaeMbIM 3KCIIEpUMEHTAIbHBIM TaHHBIM
(puc. 6). s Bcex HpoaHaJII/I3I/Ip0BaHHbIX IMOPOIIKOB
npu ¢ > 1 x 103 A~! Ha 3aBHCHMOCTSIX ceueHUs pac-
CesTHUST MOXHO BBIIEINTH TPH THAIla30Ha: TUara3oH,
oTBevaronmii pexxumy I[lopoma, B KOTOpoM paccestHre
OIpENeNsAeTCs JIOKAIbHOU CTPYKTYPOI pacCeMBaIOLINX
HEOOHOPOIHOCTEN U OMMUCHIBACTCS CTETIEHHOMN 3aBU-
CUMOCTBIO ¢ "', M IB€ 00JaCTH, COOTBETCTBYIOLINE
pexkuMam [MHbe, B KOTOPBIX pacCcessHUe OTpenessseTcsT
XapaKTepHBIMU pazMepaMu HechepruIecKnX pacceu-
BalOIIMX HEOTHOPOIHOCTEM.

3HaueHUs TTOKa3aTenisl CTeNeHU 1, ONpeeneH-
HbI€ M3 HAKJIOHOB IPSIMOJIMHEIHBIX YyYaCTKOB IKC-
nepuMeHTalbHbIX 3aBUCUMOCTel dX(q)/dQ, nexar
B nHTepBaie ot 4.21 mo 4.69. YkazaHHbIe 3HAYCHUS
XapaKTepHBI IJIST TTOPUCTHIX CUCTEM ¢ TUMPY3HOM
MMOBEPXHOCTHIO pasnena a3, n =4 + 20 > 4, tue
0 <B <1 — mapameTp, XapaKTepU3YIOIINil 3aKOH U3Me-
HEHWUS SIIEPHOU TIIIOTHOCTHU P B TIOBEPXHOCTHOM CJIOE
paccenBamInx HeomHoponHoctei [29]. Ecnu npenmo-
JIOKUTh, YTO HEOAHOPOIHOCTHU 001adal0T IIagKOM M0-
BEPXHOCTBIO, TO SiIepHAs MJIOTHOCTD P OY/IET 3aBUCETh

MMOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHBLIE U HEUTPOHHBLIE UCCITENOBAHUSA

JIUIITb OT PACCTOSTHUS X OT TOYKHU Ha MOBEPXHOCTU. Ta-
KHUM 00pa3oM, siiepHasi IIIOTHOCTb P(X) MOXET OBbITh
TMpencTaBjieHa B BUIE:

p(x) =0,x <0,
p(x) = po(x /)P, 0 < x < a,
p(x) = pg,x < 0,

)

Tae 0. — ToMKHA THddy3HOTrOo €105, B KOTOPOM SIEp-
Has TUIOTHOCTB p Bo3pactaeT oT 0 1o p,. YKaszaHHasd
MOIeNb Obljla MCITOJIb30BaHa B JAJIbHEHIEM TIPU aHa-
JIM3e paccesiHus B Auanasone ¢ > 1 x 1073 A-1[29].

B o6nactu g > 2 x 10! A~! ceuenne paccesHus
dx(q)/dQ mepecTaeT 3aBUCETb OT ¢ U COOTBETCTBY-
€T, TMMO-BUINMOMY, HEKOTePEHTHOMY pacCcesTHUIO Ha
aToMax BOIOPOJa, YTO JeIaeT HEBO3MOXHBIM aHAIU3
paccestHUsI B JaHHOM IHara3oHe. B ¢BSA3M ¢ 3TUM OBLT
JOIIOJIHUTEIbHO IIPpOBeAeH aHaau3 metogoM MYPP,
pe3yabTaThl KOTOPOTO OYAYT 0OCYXKIECHBI HITXKE.

B uesiom mig aHaau3a paccesiHUSI Ha TIEPBOM, HaK-
MEHBIIIEM II0 XapaKTepPHOMY pasMepy, CTPYKTYPHOM
ypoBHe (B quanaszoHe ¢ > 1 x 1073 A=) 6bu1a ncnons-
30BaHa 0000IIeHHAasT SMIIpudecKas Monaeib [MHbe—
TTopomna [28]:

2 p2
d3(q) 9" Ry,
o G, CXP(—Tg) npu g < q,,
as(q) G 7’ R
| g
o q_SleX (_3_51) npu ¢, < 4 < q,, (6)
dx B
% 1 +[1nchHQ>QI

3mech (3 — 51) — pasmepHbIil hakTop; R, u Ry,
paKTepHbIe pa3Mephl HeC(I)epuquKnx paccenBaIINX
HeomHoporHoCTel (R, < R,,) (mst pubpmit paany-
coM Ru umHoit L Ry = (Lz/‘iZ—i—Rz/Q)l/2 R, = R/2"2;
IJIST TaMesieid TOMIUHON 1" v IMUPUHOM WR 0= = (W12

+ T/12)'2, R, = T/12'/); G,u G, — Koa(b(pHuMeHTH
FI/IHLe [20— 23]g B, — xoadduiinenT, 3aBucsIIniA OT JIo-
KaJIbHOM CTPYKTYPhI pacCEUBAIOIINX HEOMHOPOIHOCTEM
[30]; £, — KOHCTaHTa, 0OyCIOBIEHHAs! HEKOTEPEHTHBIM
paccessHUEM Ha aTOMaxX BOOOpPOa.

PaccesiHue Ha BTOpoM, 0OJbllieM MO pa3Mepy,
CTPYKTYpPHOM ypOBHE, HabJfomaeMoe B IMara3oHe
MaJIbIX MepefaHHbIX UMIYIbcoB (2.5 x 107% < g <
< 1x 1073 A~1), onuceIBaeTCs CTEIEHHOI 3aBUCUMO-
CTBIO ¢ "2 . 3HAYEHUS MMOKA3aTeNIsl CTETIEHU H,, OTIPe-
IeJeHHbIe U3 HAKJIIOHOB TIPSIMOJIMHEHBIX YIaCTKOB
BKCMEePUMEHTAIbHBIX KPUBBIX dX(q)/dQ, HaxomsT-
cs B uHTepBasie oT 3.85 1o 3.92. DT 3HaYeHUSs yKa-
3bIBAlOT Ha OJIM30CTb 3aKOHA pacCesIHUSI B JaHHOM
nuamna3oHe K 3akoHy Ilopoma (n = 4) [31, 32], co-
OTBETCTBYIOIIETO HEOMHOPOIHOCTSIM C MPaKTUYECKHU
IIaaKo# TTOBEepXHOCTHIO. He3dHaunTempHOE OTIMYne
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10Ka3atesisi CTETIEHU 1, OT YEThIPEX MOXET ObITh 00Y-
CJIOBJIEHO MO0 HAaJIMYMEM Ha IMTOBEPXHOCTHU PaCCEU-
BalIIMX HEOTHOPOAHOCTE! 1IEPOXOBATOCTEl, UME-
JOIUX XapaKTEePHBI pa3sMep, MPEeBHIIIAIOIINNA JTHHY
BOJIHBI MCITIOJIb3YEMBIX B OKCIIEPUMEHTE HEHTPOHOB
(A = 12.8 A) [33], 1M6O TOIMANCIIEPCHOCTHIO pacce-
MBAaOIINX HEOMHOpOmHOCTe [34].

OTKJIOHEHUE BKCIIePUMEHTaIbHON 3aBUCUMOCTHU
ceuyeHUs1 paccessHus dX(q)/dC oT cTeneHHOTo 3aK0-
Ha g " HaOmogaeTcs AJs BCex 00pa3LoB B 061acTU
MaJIbIX MepesaHHbIX UMITYJIbCOB (¢ < 2.5 x 1074 A1)
M CBSI3aHO C BBIXOIOM B pPeXXUM [MHBE, B KOTOPOM
paccesiHMe OIlpenelisieTcss XapaKTepHbIM pa3MepoM
R.; HE3aBUCHMO pacceuBaloIMX KpyMHOMacIITab-
HBIX HeomHOpoaHocTel. s chepruecKkrx 4acTuil
CMpaBeINBO COOTHOLIEHUE R, = /5 / 3Rg [35].

TakuM oOpa3oM, WIsI OMUCAHUS SKCIIEPUMEHTAIb-
HBIX TaHHBIX B IMana3one ¢ > 1 x 1073 A~! 610 mc-
MOJb30BaHO YHU(MDULIMPOBAHHOE 3KCITOHEHIIMAJb-
HO-CTEINEHHOE BhIpaxeHue [36]:

d3(q) 4’ Ry

_ B,
o~ Bew—3

~ny >

)+ (7)

e g=gq/ [erf(qR, /61/2)]3 — MepemaHHbId M-
MyIbC ¢, HOPMUPOBAHHBIN Ha (YHKIIUIO OIMMOGOK
erf(x). JanHas mpoueaypa Mo3BOJSIET KOPPEKTHO
onucaTh MOBeAeHUE ceueHUsl paccessHUs dX(q)/dQ
B MIPOMEXYTOUHOM MHTepBase Mexny gR, < 1 (npu-
onmxeHue TvHbe) U gR, >> 1 (CTeNEeHHON 3aKOH
paccesiHus ¢~ ").

It ToydeHUsT OKOHYATEJbHBIX pPEe3yJbTaTOB
BeIpaxkeHUsT (6) m (7) cBOopaumBanu ¢ (YHKIUCH

paspelleHus] yCTaHOBKU. DKCIEpYMEHTaJIbHbIE 3aBU-
cuMocTy T OepeHIINATEHOTO CEYCHMS PacCeTHUS
dx(q)/dQ ob6pabareiBaim MHK Bo BceM ucciemye-
MOM Imaria3oHe. Pe3ynbraTel aHaaM3a MpeacTaBIeHbI
Ha puc. 6 u B Ta61. 2.

CormnacHo MpUBEIEHHBIM B Ta0JI. 2 JTaHHBIM, BCE UC-
clienoBaHHbIE 00paslibl MPEACTABSIIOT COOOM TTopUcC-
Thl€ CUCTEMBI C IByXYPOBHEBOI NepapXuieckoit opra-
HU3ammel CTpyKTypsl. [1epBhIil CTPYKTYPHBIN YPOBEHD
COCTOUT M3 aHM30IMaMETPUIHBIX HEOMHOPOTHOCTEM
C XapaKTepHbIM pa3MepoM R, ~ 25-32 A, o6nanato-
mux 1 y3Hoii moBepxXHOCTHIO [29]. 19 MCXOTHOTO
HOA u niponyKToB €ro TepMru4YecKoii 00padboTKu Mpu
450 1 900 °C 3HaueHUs IMapaMeTpa s TopsiaKa eIUMHHIIbI
(s = 1.35—1.42), yTo yKa3npiBaeT Ha OJIM30CTh UX GHop-
MBI K (pubpusiam. Paguyc rormnepeyHoro ceyeHust 3Tux
dubpw cocrabsier R; = 2V/2R,; ~ 36—43 A, a iuna
L ~3200—3300 A, 4TO YIOBIETBOPUTEIHHO COMTACYETCSI
Kak ¢ pesynbratamu [1OM (puc. 3), Tak u 1uTepaTyp-
HbIMU JaHHBIMU [8]. HeckoabKo MHas cuTyalus Ha-
osromaeTtcs 1151 oopasiia, MoJyYeHHOTO OTXKUTOM TTPpU
1150 °C — cooTBeTCTBYIOLIEE 3HAYEHME ITApAMETPA § CO-
crasisieT 1.80, uTo Gosbllie OTBeYaeT He (PUOPUILISIPHOM,
aJIaMeJUTIpHOI CTPYKTYpe (TeOMeTpUUECKHE TTapaMeTphbl
namen coctaistior T= 1212R, ~ 110 Au W= 305012
H3meHnenune GopMbI paccerBarOIINX HEOTHOPOTHOCTEM
TIEPBOTO CTPYKTYPHOTO YPOBHSI, BEPOSITHO, BBI3BAHO
YMEHBIIIEHUEM COOTHOIIEHUS IIMHA,/IaMeTp YaCTHUIL
OKCHUJIa aJIIOMUHUS B pe3yJIbTaTe UX CIIeKaHus.

ArperaTbl paccerBaloIMX HEOMHOPOIHOCTEH Mpea-
CTaBJISIIOT COOOI BTOPOIi CTPYKTYPHBIN ypOBEHb — KPYTI-
Homaciurabubie (R, = (5/3)/2, Rz ~ 1.25—1.4 Mxm) mo-
OyJIbl C HE3HAUUTEJIbHOM 1IEPOXOBATOCTHIO TOBEPXHO-
ctu. Kak cienyet U3 faHHBIX, IIPUBEIEHHBIX B Ta0JI. 2,

Tabmua 2. [TapaMeTpsl MUKPO- ¥ ME30CTPYKTYpPHI icxomHoro HOA, a Take TIpOIyKTOB €T0 TepMUIECKOil 00paboTKH,

nojJydyeHHble 13 aHanu3a jaHHeiX YMYPH u MYPH

t,°C | - | 450 | 900 1150
Ilepsrrii cTpykTypHBIN ypoBeHs (MYPH)
G,, 104 cm™! 0.09 £ 0.01 0.11 £ 0.01 0.38 + 0.04 1.2 +0.06
Ry, A 952 + 37 927 + 42 953 + 31 880 4+ 40
G,, e~ A~ 0.11 £ 0.01 0.27 + 0.01 0.34 + 0.01 0.18 + 0.01
5 1.42 +0.01 1.36 + 0.01 1.35 £ 0.01 1.80 £+ 0.01
R, A 30.3+0.5 254+ 0.5 262+ 0.4 32.0+0.6
By, 107 cm LA 1.5+0.1 30.0 +0.9 8.7+ 0.4 6.0 +£0.3
n =4+23 4.67 £0.03 4.34 +0.03 4.69 +0.03 4.21 £ 0.03
L., 1072 cm™! 1.3+£0.1 0.7 +£0.02 0.7 +£0.02 0.75 £ 0.02
Bropoii ctpykTypHBIil ypoBeHb (YMYPH)
G;, 107 cm! 0.21 +0.02 0.27 +0.01 0.75 +£0.03 1.64 + 0.04
R, A 10640 + 290 9985 + 120 9770 + 160 10870 + 130
By, 1079 cm~ A 20+0.5 221+0.9 6.6 £0.5 102+ 0.4
n, 3.87 £ 0.09 3.92 +£0.05 3.85+0.05 3.88 £ 0.05
TMOBEPXHOCTbL. PEHTTEHOBCKME, CUHXPOTPOHHLIE U HEUTPOHHBIE UCCIIEJOBAHU S Ned 2018



AHAJIU3 CTPYKTYPBI ABPOTEJEN OKCUTUJIPOKCUJIA ATTIOMUHMU A 11

XapakTepHbII pazmep (R,) KpyITHOMAaCIITaOHBIX TOOYT
cJ1ab0 3aBUCHUT OT YCJIOBUI TepMUIECKON 00paboT-
k1 HOA u Bo Bcex citydasix COCTaBJIsIeT OKOJIO 1 MKM.
C yBeanueHMeM TemiiepaTyphl orkura 10 900 °C Ha-
OJromaeTCs MOCTeNTeHHOe YMeHbIeHne (Ha ~8%) 3Ha-
yeHust R, a nanpHeiillee yBeanueHue TeMrnepaTyphbl 10
1150 °C npuBoauT K pocTy R,. YKa3zaHHbIE TPOLIECCHI
CBS3aHbI, OYEBUAHO, C TIEPECTPONKOIN ME3OCTPYKTYPHI
HOA B xone ero TepMuueckoit 06paboTKu, MpOTeKaHUS
MPOIIECCOB ACTUIPATAIINY, KPUCTAIIIN3AINH B pOCTa
JaCTHII.

Kak 06blJI0 YyKa3aHO BBIIIE, aHAJIM3 CEYCHMSI pacce-
STHUSI HEITPOHOB B 06acti ¢ > 2 x 107! A~! 6bL1 He-
BO3MOXEH B CBSI3M C BRICOKUM YpPOBHEM (pOHa, BHI-
3BaHHBIM HEKOTE€PEHTHBIM paccesHUEM Ha aToMax
npoTus. B cBsSI3u ¢ 3TUM ObLIT MPOBEAEH MOMOJTHUTEb-
HbIl aHau3 o6pasuoB MeTogoM MYPP. ITonyueHHbie
JIaHHBIE TIPEICTABICHBI B IBOWHOM JIOTapU(DPMIIECKOM
Macitabe Ha puc. 7.

M3 moy4yeHHBIX TaHHBIX CJIeAYyeT, YTO B AMaIa3o-
He ¢ < 2x 107! A~! Bun 3aBucumocteit MYPP 1(q)
JIJ1s1 BceX 00pa31oB KaueCTBEHHO COBMANAET C JAHHbI-
mu MYPH. DT1o no3BosisieT yrBepXaaTh, 4YTO pacce-
SIHUE PEHTTeHOBCKOTO U3JIyYeHUsI TaKxKe 00yCIoBJe-
HO HaJlMuueM B oOpasliax ciiyyaiiHO OpUEeHTHUPOBaH-
HBIX aHM30IUaMETPUIHBIX 00BEKTOB ((hUOPUILT UIKn
Jnamenn). M3 puc. 7 Takxke cieayer, 4TO B 00JacTu
GOJIBILIMX MePeIaHHbIX UMITYJIbCOB (¢ > 2 x 107! A1)
Ha KPMBBIX paccesiHUsl HaOItoaaeTcsl mievyo, COOTBET-
CTBYyIOIIIEe BhIXOMy Ha pexuM [unHbe. B aT0it 0Omactn
paccesiHUE ONpeaeisieTcsl XapaKTepHbIM pa3zMepoM
7o HE3aBMCUMO PacCeMBaIOLINX IEPBUYHBIX HEOTHO-
ponHocTeit 6a30BOro CTpYKTYpHOTO YpoBHs. OTMe-
TUM, YTO C YBEJIUUYEHUEM TEMIEPATYPbl TEPMUUECKO-
ro otrxura oopasinos HOA noyioxkeHue 3Toro mnjeya
3aKOHOMEPHO CABUTAETCS B 00JIACTh MEHbBIIUX ¢, YTO
CBUIETEJIbCTBYET 00 YBEIMYEHUU XapaKTepPHOIO pas-
Mepa ry,. Takum o00pa3oM, B LIEJIOM ME30CTPYKTypa
HOA onuceiBaeTcsl B paMKax TPeXypOBHEBOI MOJIEIN
(6a30Bblit, MEpPBBI U BTOPOI CTPYKTYPHBI YPOBHH).

B cBa3u ¢ atuM g a”Hanusa naHHeix MYPP Bo
BCEM AuaIa3oHe ¢ UCI0JIb30Balld 0000IIEHHYIO DM~
nupudeckyio monenb Innbe—ITopona [28]:

10]2
1011
1010
10°
108
107
106

I, mpus. en.

105
104

103

12F Ry ~25-30A ~1/g**%

10!

100
0.01 0.1 1

q, A7

Puc. 7. Janusie MYPP mis ucxonHoro o6pasua HOA
(I) u mponykToB ero o6paborku mpu 450 (2), 900 (3)
u 1150 °C (4). CrutolHble JUHUU — PE3YJIbTaThl OIK-
CaHMSI AKCIEPUMEHTAIBHBIX JaHHBIX 1O (hopmynaM (8).
Jis HarAnHOCTH 3HaYeHus [ (qg) U1 KPUBBIX PACCETHUS
2, 3, 4 ymHoxeHbl Ha 10, 100 u 10000 cOOTBETCTBEHHO.

2 p2
d¥q) _ G, 9 R
i g Py na<an B
dZ(q) B, q2r20
a0 7" + Gy exp( 3 ) Ipu g > q,. (8.2)

DKCHepuMeHTaJbHBIE 3aBUCUMOCTU MHTECHCUB-
HoctHu I5(q) obpadateiBasii MHK Bo BeceM uccnenye-
MoOM Auana3oHe. Pe3ynbraTsl aHanu3a naHHeIX MYPP
npeacTaBlIeHbl Ha pyUc. 7 1 B Ta0OI. 3.

B 1iesiom mapaMeTphl IepBOro CTPYKTYPHOTO YPOB-
HSI OpraHM3aluy 00pa31oB, oNpeaeIeHHbIC U3 JAaHHBIX

Taomuna 3. [TapaMeTpsl MUKPO- M ME30CTPYKTYpHI McxomHoro HOA, a Takske MMPOIYKTOB €ro TepMUYECKO 00paboTKH,

MoJiydeHHbIe U3 aHau3a JaHHbIX MYPP

t,°C - 450 900 1150

IlepBblit CTPYKTYPHBIN YPOBEHD

8 1.49 + 0.01 1.43 + 0.01 1.38 + 0.01 1.86 + 0.01

R, A 249 +0.6 29.4+0.4 258 +0.4 29.5+0.6

n =4+2p 4.47 £ 0.04 4.09 £ 0.03 4.36 + 0.03 4.31 +0.03
bazoBblii CTPYKTYpPHBI YpOBEHD

Tes A | 7.1+£0.2 10.8 +£ 0.5 11.2 + 0.4 143+0.5

I[TOBEPXHOCTb. PEHTTEHOBCKUE, CUHXPOTPOHHLIE U HEUTPOHHLIE UICCJIEJOBAHUW A Ne 4 2018



12 XOIAH u np.

MYPP, ynoBi1eTBOpUTEIBHO COIIACYIOTCS C PE3yJIbTa-
TaMM, TTOJIYYCeHHBIMU U3 TaHHBIX pacCesHUSI HEHUTpo-
HOB. DTO KacaeTcsl 3HaUYCHUI mapaMeTpa s, XapaKTepu-
3yoliero (opMy paccemBaromX HEOTHOPOIHOCTEM,
ToKasaTesisl CTENEHU /1, XapaKTePU3YIOLLEro CBOMCTBA
UX MIOBEPXHOCTH, M MapaMeTpa R,, CBSI3aHHOTO C UX
XapakTepHbIMM pa3zMepaMu. HekoTopsle pasznuuus
B IIapaMeTpax IIepBOTr0 CTPYKTYPHOTO YPOBHSI, OIpe-
JIeeHHbIX He3aBucuMo metogamMmu MYPP u MYPH,
BEPOSITHO, CBSI3aHbI C PA3IMUMSIMU B KOHTpACTe pac-
CesIHUSI pEHTTEHOBCKOIO M HEMTPOHHOI'O U3ITYyYeHMUS
Ha IOPUCTHIX 00beKTaX. AHAJIOTUYHEIE HAOIIONEHHUS
ObLIM cOeaHBl paHee MPU aHAIM3€ ME30CTPYKTYpPhI
TUIPaTUPOBAHHOTO AUOKCHAA LMpKoHud [37].

ITo nanueiM MYPP xapakrtepHbIil pasmep r, nep-
BUYHBIX HEOTHOPOTHOCTEI 3aKOHOMEPHO YBEINYNBA-
eTcs ¢ pocToM TemmepaTypsl oTkura HOA u cocraBsieT
9.2 + 0.3 A st ucxomHoro o6pasua HOA, 13.9 + 0.7,
14.5+ 0.6 1 18.5 + 0.7 A 17151 ipoayKTOB €ro 06paboTKu
pu Temmneparypax 450, 900 u 1150 °C coOTBETCTBEHHO.

3AKJIIIOYEHHUE

BriepBbie BBITTOJTHEHO KOMILIEKCHOE UCCIICIOBAaHHE
MUKPO- M ME30CTPYKTYPBI 00pa3lioB HAHOCTPYKTYPH -
POBAHHOI'O OKCUTUIPOKCHIA ATFOMUHUS, TIOJTy4aeMO-
TO OKMCJIEHNEM TTOBEPXHOCTHU KUIKOMETAJIITNIECKO-
TO pacTBOpa aJTIOMUHMS B PTYTH Ha BO3IyXe, a TAaKXKe
MPOAYKTOB €ro OTxXura npu tremnepatypax 450, 900
u 1150 °C ¢ npuBieYeHHEM METOIOB paccessHus Hell-
TPOHOB M PEHTIEHOBCKOTO M3JIyUeHMST B AMAIa30He
nepenaHHbIX UMIYIbCoB (2 x 1074 < g < 0.43 A1),
YCTaHOBJIEHO, YTO CTPYKTYpa MpOoaHaTU3UPOBAHHBIX
00pa31oB MOXET OBITh ONMCAaHA B paMKaxX TPEXypOB-
HEBOIT Momenu, BKJIIOYaloNIeil B ce0sa HaTWIHe Tep-
BUYHBIX HEOTHOPOMHOCTEMN (XapaKTepHBIM pa3Mep
r.~9-19 A), bopmupyonmx GbuGPUILIB (paanyc mo-
nepeyHoro ceueHus R ~ 36—43 A v wnHa L ~ 3200—
3300 A) wu namenu (tomumHa T~ 110 A u mmpuna
W 2 3050 A) ¢ nnddy3HOIT TOBEPXHOCTBIO, KOTOPBIE,
B CBOIO o4epelb, 00beAMHEHBI B KPYITHOMACIITaOHBIE
arperartsl (xapakTepHblii pasMmep R, ~ 1.25—1.4 MxM)
C HEe3HAYUTEIIBHO IIepOXOBATOCTHIO TIOBEPXHOCTH.

BrIsiBNIeHO, 4TO B pe3y/abraTe TepMUIECKO 00padoT-
ku ripu 1150 °C ipoucxonut paspyiueHue GpubpuLIsap-
HOM CTPYKTYPHI, XapakTepHoii 111 HOA u coxpaHsiio-
1Ieiics TIpu ero TePMUIECKOM OTKUTE J0 TeMIIEPaTyp
He Hrke 900 °C, conmpoBOXIAIOIIEECS CYIIECTBEHHBIM
YMEHbIIIEHVEM YIeJIbHOTO 00beMa Me30TIop.

BJIIATOJAPHOCTHA

Pabota BrInmoIHEHA TpU (PUHAHCOBOM MOAAEPKKE
PD®D®U (rmpoexrt Ne 17-53-150007 HIITHU _a). Uccre-
JIOBaHUS TIPOBOAUINCH C UCTIOIb30BaHUEM 000PYI0-
Banus LIKIT ®MU NMOHX PAH.
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Structure of Aluminium Oxohydroxide Aerogels:
Small Angle Scattering Studies

A.N. Khodan, G.P. Kopitsa, Kh.E. Yorov,
A.E. Baranchikov, V.K. Ivanov, A. Feoktystov, V. Pipich

The micro- and mesostructure of nanostructured aluminum oxyhydroxide formed as a highly porous
monolithic material during the oxidation of the surface of a liquid metal solution of aluminum in mercury
in air with controlled temperature and humidity is studied. X-ray phase, thermal analysis, low-temperature
nitrogen adsorption, transmission electron microscopy, small-angle and ultra-small-angle neutron scattering,
and small-angle X-ray scattering have been used for complex studies of samples synthesized at 25 °C and
isothermally annealed at temperatures up to 1150 °C. It is found that the structure of the samples can be
described within a three-level model where primary inhomogeneities (characteristic size , 9—19 A) form
fibrillae (cross section radius R ~ 36—43 A, length L ~ 3200—3300 A) or lamellae (thickness 7~ 110 A, width
W = 3050 A), which, in turn, are combined into large-scale aggregates (characteristic size R.~1.25-1.4um)
with slightly rough surface. It is shown that the high specific surface area (~200 m?2/g) of the initial sample is
retained during thermal treatment up to 900 °C, and after heat treatment at 1150 °C decreases to ~100 m?%/g
as a result of sintering of fibrillae.

Keywords: nanostructured aluminium oxohydroxide, aerogels, small-angle neutron scattering, small-angle
X-ray scattering.
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