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HEKOTOPBIE $M3UKO-MEXAHMYECKUE CBOMICTBA
KATOIHBIX OEIIO3WTOB, OBPA3YIOIIINXCSA
IIPU IIOJIYYEHVMN $YJIJIEPEHOB AYTOBbBIM CIIOCOBEOM

FO.C.I'pywxo, B.M.Fzopoe, U.H.3umxun, T.C.Opaosa, B.H.Cmupros

duzuxo-rexanueckuii uncTUTyT UM. A.®.Uodde PAH, Cauxr-Ilerep6ypr
(locrynuna B Penakumio 26 nexkabpa 1994 r.)

C ucnoab30BaHMEeM METOHOB ONTHYECKO MHKPOCKONMM, MUKPOTBEDP IOCTH, PEHT-
TreHOCTPYKTYPHOIO aHaJ/Iu3a U AvddepeHnmnalbHOi CKaHMPp Y Ioleit KaIopYMeTPHUM Ipo-
BeJeHO KOMIIICKCHOE M3yUeHHe HEeKOTOPhIX PHU3MKO-MEeXaHNUUeCKMX CBOMCTB MaTepua-
Jla KaTOQHBIX HEeDO3UTOB, 06pa3ylomMXCA NPH HONYYeHNM (yIJIepeHOB AYTOBBIM CIO-
cofoM. Y CTaHOBJIEHO, YUTO TIO0 CPAaBHEHMIO C IpadUTOM MaTepHas NEeMO3UTOB IAEMOH-

CTpMUpYyeT 3HauMTe/NbHOE YIIMPpEeHNe PEeHTIeHOBCKMUX JIMHNMI M B OTAEABHEBIX 06JacTAX
TIOBBIUIEHHY 10 MUKPOTBepIOCTE. Clesta BBIBOX O TOM, UTO yKa3aHHbIE 2((eKThl 06-
YCOBJEHB HaJW4YMeM B HEIIO3UTaX JOKaJbHBIX MMKDOMCKaXKEHMI ¥ MeJIKOZUCIIepC-
HBIX 06JracTeii, BO3MOKHO BKJIOUAIOIIMX B ce6S CKONJIEHUS CBA30K M3 HaHOTPY6. Tep-
MOMeTpUUYECKHe U3MepeHMA II0OKa3aJJaH, YTO Npyu HarpeBanuu o 1000 K mabaiogaloTcsa
o6paTuMble ¥ HeoGpaTUMBIe PK30TepPMUUECKME TeNJIOBEIE (P eKThI.

Otkpuitue Cgp ¥ €ro mosydeHre B 3HAUNTEIbHELIX KOJIMYEeCTBaX BEI3BAJIO
GoubIIoit HETEpeC K McclefoBaEmio dyineperos [12]. Bosee Toro, oka3a-
JIOCh, YTO IPM NIPOU3BOACTBE QYIIEePEHOB B BIEKTPUUECKON OyTre Ha KaTo-
nie 06pa3yTCA YyTiIepoaEble BaPOCTH (IENO3UTHL), KOTOPHIE COIePKaT TaK
Ha3bIBaeMble HAHOTPYGH — IUraBTCKUe yJIXHEeHERe dyniepers: [24]. Me-
XaHU3M 00pa30BaHNA U POCTa TAaKUX HAHOTPY6 B LyroBoM pa3psaie OO CHX
mop HesceHd. He m3ydeHBI B OCTaTOUHOM cTeleHM U CBOMCTBa MaTepHaJa
ZIeNO3UTOB, CONepKalluX HAaHOTPYOhl ¥ MX CBA3KA.

B macTosmeit pabGoTe IpUBOAATCA M CONOCTABIAIOTCS Pe3yIbTATHL MC-
CJIeIOBAHUSA YKa3aHHBIX BHIIIE HeTO3UTOB PEHTTeHOBCKUM MeTOIOM U Me-
TOnOM mM¢depeHnMaIbEON craEmpyiome#t Kansopumerpuu (JICK), a Tak-
e NaHHbIe 00 MX MUKPOTBEPHOCTH. ¥ CTaHOBJEHO, YTO IO CPABHEHMIO C
rpaguTOM MaTepuaJ NeNO3UTOB B HEKOTOPHIX OBJACTAX NeMOHCTPUDPYET
IOBLINIEHHYIO MUKPOTBEPIOCTh U 3HaAUMTEIbHOE YIIMPEHNe PEeHTIreHOBCKIX
anEu#. CHoemad BBIBOL O TOM, YTO HabJionaeMele 3 deKTEl ob6ycioBiIeBR
HaJIWYHeM B eNO3UTaX JOKAJIbHBIX MUKpOMCKakeHM. TepMoMeTpuyeckue
H3MepeHNsA MOoKa3ald, YTO MpH HarpeBaHUM nemo3utos no 1000 K mabiio-
JAIOTCS dK30TEPMUYECKHE TEIIOBHE 3 PeKTH.
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1. OxcnepuMeHTATLHAS MeTOIUKA

Katommbie 1emo3nTsl 06pa3oBbIBAIICE B IpOLecce TONyderns Gy iiepe-
HOB IIPY MCIaPEHNHU I'PaUTOBEIX COEKTPAIbHLIX YTiIel B Lyre DOCTOAHHOTO
TOKa B aTMocdepe renus. B xavecTBe KaToma MCIONB30OBANCH MaCCUBHBIH
6nok rpa¢ura Mapku MIIT-4. JlemosuT HapacTal Ha KaTole B BIIE CTEpHK-
B HENPaBUIBHON peGpucToil orpamku. IIpy sTOM THNWYHEIe 3HaYeHUS

napaMeTPOB MCHapeHUs Oblnu ciemyromue: cuia Toka 100-110 A, Hanps-
eHHe Ha NYTOBOM HpOMexXyTke 25-28 V, masinermue remus 180-220 Torr.
Ucmonb3oBaicsa aHOL O¥aMeTpOM 6 mm u miumo# 200 mm, CKOPOCTD ero
MCOApeHNs cocTaBiAla 40 mm /min.

[MonyueHHble NENO3UTH pa3pesaluch BIOIb UM IOMEPEK OCH POCTA.
Kpome TOro, U3 ux NeETpaJbHOR YacTH NOJIYYalcA TOPOMKOO6pa3HbIii Ma-
Tepuall. PeETreHOCTpYKTypHEIe I TEPMOMETPHYECKUEe UCCIENOBAENSA IPO-
BOIMJINCh KaK Ha DOPOUIKaX, TaK M Ha MAaCCHBHOM MaTepuajie. MuKpor-
BepIOCTh M3MepPSANach Ha NOBEPXHOCTAX cpe30B. [lonydyeHHble pe3yibTa-
THl COOOCTAaBJIANHUCH C NOLOOHBIMYA U3MEPEEUAMYU LIS YUCTOrO I'paduTa U
MaTepHaJa 3JIeKTPOIa.

W3Meperus TennOBHIX 2 (PeKTOB B MaTepralie AeNO3UTOB IPOBOIIINCH
Ha 1 deperunanbEoM kajopumerpe DSC-2 Perkin-Elmer B TeMnepatyp-
HoM mmama3ome 400-1000 K no meromuxe [°]. Ilpm msamepemusax oGpasern
IOMellaJCs B 30JI0TYIO KalCyJly M HarpeBalJCA C NOCTOAHHOM CKOPOCTBHIO
BMeCTe C 9TaJOHOM (IrpaduT), HAXOMAUMMCS B 9TaJOHHOR KaMepe; B Ipo-

Hecce HarpeBaHMsS PerMCTPUPOBaJach dHeprusd, DOTVIOMaeMas UK BhIIe-
nseMas obpa3mom.

2. PesynsTaTsl M MX OoGCyKIeHME

Ha puc. 1 noxasasel TMIMYIEbIe (pOTOrpaduy MONEPEYHOro (a) U mpo-
nonbEOro (b) ceuemmit crep)kHeli-nemo3uToB. BumHO, YTO HMeATpadbHAA
YacTh NONEPEeYHOro CeUeHUsA NpPeNICTaBIAET cOO0M meproMUIecKyIo CTPYK-
TYpYy B BUJe BJIIMICOB (MJIM OKPYYKHOCTeil) TeMHOrO M ceporo msera. Ha-
B0 JAIOTCA TaKKe M MMPOKUe 061acTH (KOJNbIA) TOr0 MIM WHOTO IBETA.
Hapykeaf 06IacTh DONEPEYHOTO CEeUEHUS OTIMYAETCA IO CTPYKTYpe OT
OeHTPaJIbHOM JacCTH U KaK OBl COCTOMUT M3 KYyCOUKOB HelpaBMIbHOM (op-
MBI («IpoTyGepaHIeB»), OTHOCUTEIbHO CIabo COeIUHEHHHIX C HEK. ITa
06712CTh OTHOCUTENBHO JIETKO MOXeT OBITh. OTHelIeHa OT NeBTpaJibHOM Ja-
. CTH.

IIpononsHOe ceuenne (puc. 1,b) Takke NqeMOHCTPUPYeT Kak GHl IBe Ya-
CTH: NEHTPAJBHYIO M «IOpPOTYyOepaHObI». B meHTpabHONE dYacTH Habi0-
IaeTcsA YKa3aHHAA BHIIE HepUoIWYecKasd CTPYKTYpa, ONHAKO JIMHMYU 9TON
CTPYKTYPHI PacIoJOXeHbBl He BIOIb OCHU JeN03UTa, 3 HaIOMUEAIOT IO op-
Me mapaboJbl, BEIIYKJILIE B CTOPOHY KaTOJHa.

PerTrenorpaduyeckne naHHBIE OO YIJIOBOMY pacIpele/leHUIO WHTEH-
cuBEOCTH peduekcoB (002) u (004) mna MaTepuala Iemo3UTa B CpaBHe-
HUM ¢ I'paduTOM OpencTaBleHb Ha puc. 2. JlnrBa BOJHHEI M3JIy4YeHUS

A = 1.937 A(K ,Fe). Bummo, uto midpaKIMORHEIe TMENK OT eNO3UTa COOT-
BETCTBYIOT NOJAOGHBIM Ipa¢UTHBIM JIUHUAAM, OJHAKO OHM CMEIeHHl B CTOPO-
HY MeHbIIMX yTJIOB U 3HAUUTEJHHO PACIIMPEHHI b CPABHEHMIO C JIMHUAMUA
rpaura. Yka3agable 3¢ PeKTh HAOIIONAIOTCA KaK Ha CIIOWHKIX, TaK U Ha
HOpOmMKOoo6pa3HKIX 06pa3nax ¥ COXPAHAIOTCS OIPY HarpeBaEMK obpa3na 1o
1000 K.
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Puc. 1. Portorpapum mnomepeunoro (a) m mpomoasHoro (b) ceuemmit kaTomHOroO
HIEeTO3UTa.
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Puc. 2. YraoBoe paclpeleleHUe MHTeHCMBHOCTH peduekcos (002) (a) u (004) (b)
aasa rpagura (1) M MaTepHuasa Jemo3uTa (2).
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KonndecTBeEHaA ONEHKA OTHOCUTEIBHOM Pa3HUIb TapaMeTpa pelleTKH
g 0O CMEIeHNIO pedIIeKCOB MaTepHaia KaTOMHOTO JENO3UTa NaeT BedyuH-
gy mopsamka Aa/a ~ 107%. DTo moBombHO Goabmas pa3HHUNa, ¥ OHAa BpAL
1 MOXeT ObTh 0ObsACHeHa HaJMUIMEM OCTATOYHLIX HANDMXKEHMH, BO3HNKa-
JOIMX 33 CYeT IPaJMeRTa TeMIEpaTyp IPU OBPa3OBARMH JEIO3NTA.

Yro KacaeTCs PaCHIEPeENs PeHTTeHOBCKAX JWEMEI, TO B IpHEIMIE
0HO MOXeT OBITh 0DYCIOBJIEHO IBYMA OpUuMEAMH [°]: HaaWumeM Tak Ha-
3BBaEMBIX MUKDOMCKaKeHMI BTODOTo poOJia WM CYNECTBOBaHMEM 06iia-
cTell KOTE€PEHTHOI'O PpacCCesHMA Majoro pa3Mepa. YKa3aEHHE MUKPO-
UcKaeHUA (OCTaTOUHBle HANPMKEHAS BTOPOrO POJa, IO TePMMHOJIOTUM
H.H./laBuneExoBa [°]) XxapaKTepHU3yIOTCA OTHOCTENBHOM AMCHepCHeit Ma-
paMeTpa PelIeTKH Ha MUKPOYPOBHe 7], BO3EMKAIOIeH, HaupMep, IpH Ha-
IMYEY B pellleTKe JUcIoKamuit. OGJacTH KOrepeHTHOTO PacCesHHA OImpe-
IensitoTcA pa3MepoM D, BeJIWUMHA KOTOPOro obhidEO 6iIHM3Ka K pasMepy
6I0KOB MO3aMKH. 3Ha4eHNA 1) B D MOryT GHITh OIpeZeNeHs IO Pe3yabTa~

TaM yNIMPEHWs PEHTIeHOBCKAX OTPaxKeHWH MBYX mopsamkos [6].
B paboTe 6nly10 npoBeneHO pa3neleHWe BO3MOXKHHX 9(PEKTOB ymmMpe-

s pea'rrenczmcmg( nngm‘fl neno3uToB. IIpy aTOM MCHONB30BAIUCH COOT-
gomerus AB* = B3 — 5 u AB = B, + Bp, rae fo 1 B4 — COOTBETCTBEHHO
HETerpaJbEble IIMPUHE] JIWHIN UCXOHOTO rpaduTa U remo3urta, AfF — 06-
Iee yIIMpPEeHEUe COOTBETCTBYIONMEro pediekca, oGycioBiIerEHoe 3¢ heKTaMu

mukpouckaxeruit (AfS,) u Manoro pasmepa 6aokoB (AfSp). Kak oka3sa-
70Ch, OCHOBHOM OPUUMHON HaBII0IaeMOro Pa3MEITHUA PEHTTeHOBCKHUX JU-
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*
Puc. 8. ICK kpusrie Harpepanusa (40 K/min) o6pasnos Aemo3uTOB.
1 — ucxonmuuiif o6paszen, 2 — NOBTOpHOEe HAarpeBaHMe NOCJIe OXJIAXNIACHHA OT 1000 no 400 K,
3 — pasEMNa Mexuﬁ[ kpuBEIMH | ¥ 2. MUEMMYyME Ha KpuBOH I COOTBETCTBYIOT TeMIEPAaTypaM
640, 690 u 820 K. LlITpuxosnimu nuauamMM Ha I M 2 nMokasaHa 6a30BaA KpMBas, NOJIy4YeHHAs Ha
oTaNOHHEX 06pa3uax candHpa U YUCTOTO TpaduTa.
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BUii NEIO3NTOB ABIAETCA HAJIXUME MUKDPOMCKaKeHNH, BeJIMIMHA KOTOPHIX
n ~ 8.1073. Pa3smep 610KOB, IO PEETreHOBCKMM NaBEBM, [ o 10% &,
Ecnu cuuTaTh, YTO MOJyYeHHble 3HAUYEHUsS MUKPOMCKa)KeHWM HOJHOCTbIO
o6ycioBIeHs HaJuuMeM IACHOKaIMil, TO IIOTHOCTh STUX ITMCIOKAIMit B
MaTepHaJle nONKHa 6BTh mopsamka 1011 +10'2 cm™2 [7].

W3Meperns MUKpoTBepaocT¥ H KaTONHEIX NENO3UTOB MNOKa3aiy GoJb-
mo#i pa3bpoc 3maveruit H ot 0.4 no 8 GPa, T.e. Ha mopamok. Ilomy-
YeHHbIe MaJible 3HaUeHUS H COOTBETCTBYIOT MUKPOTBEPIOCTH rpaduTa, a
BoIbIINe, OUEBMIHO, CBA3AHE ¢ KAKUMU-TO MEJIKOIUCHEPCHRIMU 06lacTs-
MM, BO3MOXKHO BKJIIOUAIOMMMY B ce6sl CKOILIEHUA U3 HAHOTPYO.

Pe3synmbTaThl TepMOMETPUUECKIX HM3MEPeHMH IeNO3MTOB B [MAalla30He
400-1000 K mpencrasiieEs Ha puc. 3. BumEo, 94TO OIpu HarpeBaHWM UCXOX-
HOro obpa3ma HabIroAaloTCA 3K30TepMHUYECKUEe TelIOBhe 3¢ eKThl (xpu-
Basg ). Ilpu sToM 2K30TepMMUeCKA}N IpONmECC IPOABIAETCA CIOXKHBIM
06pa30M ¥ COCTOUT U3 TpPeX NEePEKPHIBAIOIIMXCA IMKOB, TEMIEPATYPHI KC-
TpPeMyMoB KoTophIx paBHHI 640, 690 1 820 K. IIpu mosTOpEOM HarpeBammu
oxJaKIeHHOro co ckopocThio 40 K/min o6pasna Ba kpusoit JICK Babxi0-
[aeTCH TONBKO ONWH BHICOKOTeMmepaTypHEM muk (kpuBas 2). Cymmap-
HaA SHTAJbIUA IPOIEcca TelIOBhIAeNeHUs cocTaBizeT (1 = 1.03 kJ/g.
HeobpaTuMas B mpomecce TePMOUMKIMPOBAHEMA YaCTh 9K30TEPMUYUECKOTO
nponecca (KpuBad §) IPOABISETCA B BUNE MBYX NePEKPHBAIOWMUXCA MTUKOB.
DTolt YacTH cooTBeTCTBYeT dHTadbIMsA @2 = 0.39 kJ/g.

O6Hapy:xeHHELIe HeOOpATUMBIe dK30TepMUUecKe ) GeKTh yKa3BBaIOT
Ha OTCYTCTBHE T€PMOCTAOMIBHOCTH B MICCI€NOBAHHBIX ODpa3MaXx KaToJHBIX
Ieno3uToB. IIpuumMHEOi HeCTabMIBHOCTHA MOI'YT OBITH KaK CTPYKTYDHBIE U3-
MeHeHWA, OPOMCXOIANIMEe B 0Opa3le B IpoIecce HalpeBaHWs, TaK U dak-
TOpPBI, CBA3aHHALIE, HAIPUMep, C HecopOmueil ra3os, HOIIOIIEHHBIX IPHU IIO-
JyJeAUH IEeNO3UTOB, UIK B3auMoaedcTBMeM obOpa3na ¢ ra30BOM cpenoil B
KaMepe KaJopuMeTpa OpY HarpeBaHUU.

TaxyM 06pa3oM, KOMIJIEKCHOE H3yUYeHWEe MeTOJaMM MUKPOTBEPIOCTH,
ICK u peHTreHOBCKOH IMGPAKOUM HEKOTOPHIX (U3WKO-MeXaHWIeCKUX
CBOMCTB KaTOMHLIX AENO3UTOB, OOPa3yIOmMMUXCcA NPy AyTroBOM crmocobe mo-
nydeEUs QyiiepeHOB, DOKA3hLBaeT OTINYME UX OT MONOOHBIX CBOMCTB UH-
ctoro rpa¢ura. IlosBierne ocobeEHOCTE B M3yYeHHBIX CBOMCTBaX Hemo-
3UTOB CBA3aHO CKOpEe BCEro ¢ 0COGEHHOCTAMHU YCIOBMA X 06Gpa30BaHUSA U
BO3HUKHOBEHUSA B HUX IPHU 3TOM COEeOUUUIECKUX CTPYKTYP ¥ MHUKPOUCKA-
KeHWH. '

Hacrosmas paboTa BHIOJHEHa B paMKax MexoTpacieBod HaydHO-
TeXHU4YecKoit nporpaMMel Poccuu «Pyiepersl ¥ aTOMHEBIE KIACTEPHLY.
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