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BBEAJEHUWE

OnHYUM U3 HamboJee pacpoOCTPaHEHHbBIX METO-
JIOB U3TOTOBJIEHUS CBEpXINpoBOnHUKa MgB, sBisier-
Cs1 METO[I TIPSIMOTO CMHTE3a cMecH IopoiikoB Mg u B
[1]. Cuntes MgB, mpoBoauTcst IByMsI CIocoOamu:
Mg HaxomuTcst B TBepaoM (TBepmoda3HbIiA CMHTE3)
WIN B XUAKOM (CKMAKOGa3HBI CUHTE3) COCTOSTHUM.
Peaxkuus mexny Mg u B npu TemnepaTtypax, Koraa
Mg HaxoauTcs B TBEPIOM COCTOSIHUU, MPUBOIUT K
oOpazoBaHuio B MgB, Menkux nop u 60abIIOro Ko-
JInJecTBa MeX3epeHHbIX cBs3eil. HemocraTok aTOi
peaKkiiMM 3aKJI04aeTcsl B COXpaHEeHUM Helpopearv-
poBaBmMXx Mg 1 B, ycTpaHeHune KOTOpPBIX TpeOyeT
IJIUTEILHOTO OTXKUTa. KuakodasHblii CUHTE3 T103-
BOJISIET TTOJTYYUTh OOJIbllIee KOJIMYECTBO CBEPXITPOBO-
Isamieid paspl Jaxke ITocjie KOPOTKOM TepMHYECKOM
00pabOTKU. DTOT TUIT peaKILUU IIPUBOAUT K 00pa3o-
BaHUIO OoJiee KPYMHBIX 3epeH MgB,, 6onpimx mop u
MEHBIIIETO KOJIMYeCcTBa CBsi3eit Mexny 3epHamu. He-
CMOTpPSI Ha TO, YTO 00a METOJa CUHTE3a MO3BOJISIIOT
JIOCTUTHYTb OTHOCUTEJIbHO XOPOIIUX CBEPXITPOBO/ISI -
IIIUX CBOMCTB, IUIOTHOCTb Kepamuku MgB, mocie
CUHTE3a SIBJISIETCSl TOBOJILHO HU3KOM, TaK KakK MaTe-
pMan XapakTepuU3yeTcsl BBICOKOIOPUCTONl MUMKPO-
CTPYKTYPOIi, UTO CBSI3aHO C BHICOKOM JIeTydyecTbio Mg
Mpu TeMmepaTrypax BbIlIE€ €ro TOYKHW IJIaBJIEHUS
650°C. B cBs13U ¢ 3TUM TIPUMEHSIETCS MEXaHUYECKOE
YIUIOTHEHUE UCXOIHOW CMecCu — MpeaBapuTeIbHOe
KOMITAaKTUPOBAHUE TTOPOIIKOB.

B uenowm, coiictBa kKepamuku MgB, cuiibHO 3a-
BUCSIT OT YCJIOBUIA CMHTEe3a, (pa3oBOro cocTaBa U
MUKPOCTPYKTYpPbI. XOTSI MHOTOUMCJIEHHbIE pabOTHI,
paccMOTpeHHbIe B o630opax [2—4], m cooOialT o

cuHTe3e MgB, ¢ IpuMeHeHeM pa3IuuyHbIX METONOB
1 TEXHOJIOTHI, peaiu3ylolInX ONTUMAIbHbIE YCIO-
BUSI TSI TTIOJIyYEHUMSI CBOOOMTHOTO OT MPUMECHbIX (ha3
COEIVMHEHUSs, YUCTbI onHOMa3HbIK MPOAYKT MOIY-
YUTh JOBOJILHO TpyAHO. ITOMMMO OCHOBHOI1 Kpu-
crajuimyeckoi dasbl B kKepamuke MgB, mpucyrcTBy-
0T BTOpUYHbIE (ha3bl, pa3HOOOpa3rue KOTOPhIX TAKXKe
3aBUCUT OT YCJIOBUIA CUHTE3a, TEMIIEPATYPHI CIEKa-
HUSI 1 YUCTOTHI UCXOOHBIX TMOPOIIKOB. BTOpryHbIe
¢a3zsb1, ByactHocT MgO M BhIcHIe O0pUIbI MATHUS,
HECOMHEHHO, SIBJISIIOTCS OTPaHUYMBAIOLIUM (haKTO-
pom mist J,.. C npyroit CTOpOHBI, YaCTUILIBI BTOPUYHBIX
da3 pazmepom 2—10 HM MOTYT CIyKUTb LEHTpaMU
NMMHHWHTA U UTPaTh PyHIaMEHTaJIbHYIO POJIb B Op-
MUPOBAHUU CBEPXIPOBOISIINX CBOMUCTB [5].

Bricime 6opumbl Marausi, Kak mpaBujio, o0pa3sy-
I0TCs1 pU TemIieparype crnekanust Boire 900°C. Co-
eOIUHEHUSI, KOTOPbIE M3BECTHBI CBOC CTAaOMJILHO-
CTBIO IPY KOMHATHOI TeMIIepaType U XOPOIIIO OI1-
caHsl — 310 MgB, 11 MgB; [6]. Kpome Toro, u3BecTHa
MeHee uccienoBaHHas ¢asa Mg,B,s, kotopas ObLia
BIIEpBBIE OOHapyXKeHa IIPU IOJIyYeHUN CBEPXIIPOBO-
nsuieit MgB, kepaMyKu IMyTeM B3auMOAEUCTBUS XKUI-
KOro Mg ¢ KpUCTAUTMYECKUM TTOPOLIKOM B-poMG0oai-
puueckoro 6opa rpu Temrieparype 850°C [7, 8]. Ctout
OTMETUTh, YTO IaXKe B CAMBIX XOPOIIIO KOHTPOJIUPYE-
MbIX YCJIOBUSIX OOpa3oBaHME BBICIIUX OOpPUIOB B
CUHTE3UPOBAHHOI IPU BLICOKMX TeMIIepaTypax Ke-
pamuke MgB, TpakTiuecku Heu30exXHO, KaK BUIHO
u3 pazoBoit nuarpamMmal cuctembl Mg—B [9]. Kpome
TOTO JAOTIOJHUTEJIbHbIE TPYAHOCTU CUHTE3a CBSI3aHbI
C TeM, 4TO 0Opa3oBaHME BTOPUYHBIX (a3 HapyIIaeT
crexuomerputio MgB, matpuuibl [10]. B cBsi3u ¢ aTum
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Ta6mmua 1. O6paboTka 1 ycjioBusI CUHTe3a KepamMuku MgB,

Ne ®da3zoBbIil cocTaB
00paboTKu Mg:B Pexum obpadorku (rmo nanHbIM PCA)
1 1:2 | KomnakTupoBaHue B TabneTku nmpu P=600 MIla, 3aTeMm criekaHue OcHoBHas aza MgB,
npu 7= 1000°C, 1 g4
2 1:2 | KommaktupoBanue B TabieTku rmpu P=1000 MIla, 3aTeM criekaHue OcHoBHas ¢asza MgB,
npu 7=900°C, 14
3 1.3 :2 | Orxur nipu 400°C (B Bakyyme) + 600°C, 2 4 (B aprone, 0.2 MIla) + 900°C, |55% MgB,
1 4 (B aprone, 0.2 MITa) 15% Mg
29% Mg,B,s
1% MgO
4 1:2 |TepmobGapuueckuii cunTe3: gapiaeHue 1.5 ['Tla, HayanbHast Temmieparypa |63 % MgB,
600°C, Harpes no 700°C B Teuenue 1 4, Bbiaepxkka rpu 700°C, 2 4 37 % Mg
5 1:2 | Orxur npu 1000°C, 2 4 B atMmocdepe aproHa 1ipu gapieHuu 1 MIla + 84% MgB,
+ nedopmauns B kamepe “Topoun” npu 5 I'Tla npu KoMHaTHOM Temnepa-| 16 % MgO
Type + orxur mipu 750°C, 1 4 B atmocdepe Ar ipu P =1 MIla
Kommepueckuit mopoirok MgB, otxur npu 700°C, 1 u MgB,
1:2 | Orxur ipu 900°C, 14 94% MgB,
6% MgO

HEoOXOIMMO KaK MOXHO 0oJjiee TOYHO OIpPEIelsiTh
COCTaB 3TUX BTOPUYHBIX (Da3 M KOHTPOJIMPOBATH MX
mapaMeTphl, TAKME KaK pa3Mep YaCTUII, TUTOIIAIb ITO-
BEPXHOCTH M XapaKTep pacIipeaeacHUsI.

CouyeTaHne METOJIOB COBPEMEHHOIO MaTepHuaao-
BeJICHUSI TI03BOJISIET U3ydaTb MHOroga3Hble KepaMU-
YyeCKMe MaTepuaJibl C BLICOKOU CTEIEHBIO IeTaln3a-
1WA, OIMpEenesssl COCTaB MaTPHUIIbI, KOJUYECTBO M
3JEMEHTHBIN cOCTaB BKJIIOYEHUI BILIOTh A0 CJIEHO-
BBIX ITpuMeceii. OmHaKo UCIIOJIb30BaHUE, HAIIpUMeED,
PEHTIeHOBCKOI mUdpaKIIMM OTrpaHUYMBAETCSI 00-
pasliaMu, B KOTOPBIX MpuUMecHasl (pa3a COCTaBJISIET
3HAYUTENIBHYIO J0JI0, T.e. 6osee 0.5 mac. %.

CraThsl MOCBSIIeHA M3YYEHUIO BTOPUUYHBIX (a3,
0o0pa3yoluxcs B IIPolecce MOJYy4eHUST KepaMUKU
MgB,.

METOJINKA SKCITEPUMEHTA

CMech W3 TIOPOIIIKOB MAarHWsI  YUCTOTOM
99.98 mac. % u MeTaJUIMYeCKOro 6opa, MoJIy4eHHOTO
IUTaBKOI amopdHoro Gopa yucroroit 96.93 mac. %,
npeccoBayii B Tabietku. CoorHomeHuss Mg : B,
yCJIOBUSI CUHTe3a KepamMuku MgB, u da3oBblii co-
CTaB, OIpEIeICHHBIN MO0 JaHHBIM PEHTTEHO-CTPYK-
typHoro aHanu3a (PCA), nipencrasiieHbsl B Ta6a. 1.
OtMeTuM, 4yTo 06padboTKM Ne 1 1 Ne 2 oT/In4aroTcst OT
JIPYrux 00padOTOK TEM, YTO MOPOIIKU MarHUs U 6opa
MIPECCOBAINCH B TAOJETKH ITPU MOBHIIIICHHOM JaBJIe-
Huu (600, 1000 MIla) — KOMITAaKTUPOBAHUE.

MUuKpOoCTpYKTYpHBII (pa30BBI aHATNU3 TTPOBEICH
METOJIaMMU:
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1. PCA Ha nudpaktomerpe Empyrean B usiyue-
Huu Cuk,.

2. OnNTUYECKOM MHUKPOCKOMUM B TMOJISIPU30BAH-
HOM cBeTe Ha rpuoope Neophot 32.

3. CxkaHUpyIOLIeH 3JeKTPOHHOM MHMKPOCKOMUUN
(CBM) Ha npubope Quanta-200, ocHallleHHOM CH-
cremoii Pegasus [jisl CTPYKTYPHO-TEKCTYPHOTO aHa-
m3a (EBSD) u sHeproogucnepCUOHHBIM CHEKTPO-
MeTpoM EDAX mis sjeMeHTHOro MHUKpoOaHaIu3a.
MukpoaHanu3 cocTaBa 0Opas3LOB MPOBOAUIICS ITPU
HanpsckeHun 30 KB, m300pakeHUS CTPYKTYPHI ITOJTY -
YeHBI B pexKrMe 00paTHO pacCesTHHBIX 3JIEKTPOHOB.

4. IIpocBeunBamwIlleil 3JIEKTPOHHON MUKPOCKO-
muu (IT9M) Ha mpubope JEM-200CX u [TODM B pexxu-
Me BBICOKOI'O paspenienus Ha npudope Tecnai G2 30.

PE3YJIBTATbBI 1 OBCYXKIAEHHUE

Boicuue 6opuder maenus
u ocmamoutbie 60p U MacHUll

CrpykTypa kepamuku MgB, (obpabotka No 1),
KOMITakTUpoBaHHO ripu P = 600 MIla u cieyeHHOi1
npu Ttemmneparype 1000°C, mokaszaHa Ha pwuc. 1.
IlpencraBieHbl >HEProAvMCIIEPCUOHHBIE CIEKTPHI,
MOJIyYeHHbIE OT MATPUUHOM (ha3bl U KPYITHBIX IJIO0Y-
JIIpHBbIX BKJoYyeHuil. Ha kapTtax pacnpeneneHusi
3JIEMEHTOB B IIOOYJISIDHBIX BKJIIOYEHUSIX, HE COJIEP-
)amux Mg u O, HaGmogaeTcs TOBBILLIEHHOE COaep-
>KaHue 6opa. BkitoueHus: 1 MaTpulia UMEIOT COOTHO-
meHus Mg : B, mo3Bosisiionine oleHUTh X Kak a3kl
Mg,B,; 1 MgB, coorBeTcTBeHHO. OO0oraueHHsle B
YacTULbl UMEET OKPYIIyIo (pOpMYy M CIJIaXKEHHBIE
Kpasi, YTO yKa3bIBaeT Ha TO, YTO PeaKilvsl XUAKOTO
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Mg Ka
Bec. % | AT. %
BK 48.0 | 65.8
OK 8.0 7.4
Mg K| 44.0 26.8

1.5

BKaOKa
0 e . .

0.5 1.0 1.5
OHeprus, koB

WurencusHocTh, 1000 mMITyTHCOB

..

KY3HELOBA u ap.

Mg Ka
Bec. % | At. %
BK 82.6 | 91.3
OK 0.8 0.6
Mg K| 166 | 8.1

B Ka O Ka

MuTteHcuBHOCTD, 1000 UMITYIBCOB

0.5 1.0 1.5
DHeprus, k2B

Puc. 1. Mukpoctpykrypa (COM) kepamuku MgB, (o6pabotka Ne 1), sHeproaucnepcuoHHbIe CIIEKTPEI C Pe3yIbTaTaMU Jie-
MEHTHOTO aHaJIn3a, TIOJyYeHHBIE OT MaTPULIbI (JIEBBIN CIIEKTP) U Pa3sl Mg,B,5 (1TpaBelii CrIeKTp), M KapThl paclpenesIeHns

Mg, Bu O.

Mg u TBepaoro B Ha rpaHulile YyacTULIBI HE 3aTpyIHE-
Ha. ®aza Mg,B,; "MeeT KpUCTATMIECKYIO CTPYKTY-
Py, aHAJTOTUYHYIO 3-poMGoaaprudeckomy 6opy (Hau-
0oJiee pacrpoCcTpaHEHHOMY U TepMOJMHAMUYECKU
CTaOMJIbHOMY KPUCTAJUIMYECKOMY aJLIOTPOILy Oopa)
[7], noaTomy sierko npespaiaetcsd B MgB, B ripouec-
ce cuHTe3a. Kak mpeamnonaraercs B padorax [7, 11],
daza Mg,B,; siBIsieTCS mpenanecTBEeHHUKOM 00pa3o-
BaHus MgB, (Mg + B — Mg,B,; + Mg — MgB,). bop
pearupyer ¢ Xuakum Mg c obpa3zoBaHUeM 4YacCTUII
MgB,/Mg,B,;5, KoTopble TI0 Mepe CBOETro poCTa BbI-
cBoOOXIawT B mis peakuuu ¢ OOJBIIMM KOJIMYE-
cTBoM Mg ¢ obpazoBaHueM ¢da3pl MgB,. Takum 06-
pa3oM, aBTOpbI paccMaTpuBailoT MgB, kepaMuky Kak
KOMITO3UT, OOpa30BaHHBIM pacTylIMMU 3epHaAMU
MgB,/Mg,B,5, cnasgsHHBIMU BMECTE€ MEXIPaHYJsSIp-
HbIM MgB,.

MHorue aBTOpBI OTMEYAaroT, YTO ITPU HAOTIOACHU -
SIX B 0OpaTHO paccestHHBIX 21eKTpoHax (COM) da3zsl
BBICIINX OOPHMIOB BCErma MMEIOT 00Jiee TEMHbBIIA KOH-
TpacTt, 4yeM MaTtpuuHas ¢aza [12]. bomee cBeTibie
YYaCTKU JOJIKHBI OBITH OOJIbIIIE O0OTrallleHbl MAaTHUEM,
yeM TeMHBbIe (pe3yJIbTaT KOHTpacTa M3-3a aTOMHOM
Maccbl). OT™MeTuM, uto B haze Mg,B,s moutu HeT Kuc-
JIopoa, 3HAYUTEJIbHOE KOJIMYECTBO KOTOPOI'O IIPUCYT-
CTByeT B Marpuiie (puc. 1). ATOMBI KICJIOPOAA, BbITEC-

DOU3NKA METAJIJIOB U METAJIJIOBEAEHUE

HSIA U3 perre Tk MgB, aToMbI 60pa 1 3aHIMast NX TI03H-
L1, TalOT BO3MOXHOCTb XapaKTepr30BaTh MATPUIHYIO
da3y, kak da3zy cocraBa Mg(B,0), [13].

IIpuMeHeHUe ONTUYECKOTO MUKPOCKOIA C MC-
MOJIb30BAaHKEM IOJISIPU30BAHHOTIO CBETa, 00eCHeYn-
BAIOIIIETO JYYIIYyl0O KOHTPACTHOCTD 1O CPABHEHUIO C
COM-n300paxkeHUSIMHA, MO3BOISIET XOPOIIIO pa3pe-
1IUTh OoraTeie 60poM yacTulibl hasel Mg,B,s pazme-
poM 1o 20 MKM, Kak IToKa3aHo Ha puc. 2. [ToBepxHOCTb
YyacTHll HEpOBHasl, oopasyolas “dropabi”. B pesysb-
Tare B3auMoJeiicTBUS TBepaoi a3l Mg, B,s 1 pacrina-
Ba Mg, B NOrpaHUYHOI 30HE KPUCTAIIU3YETCH IO Te-
PUTEKTUYECKOMY MEXaHU3MY CBEpXITpOBoAsiias da3a
MgB,. B xone Takoro B3auMoneicTBus pacruiaB cMa-
ymBaeT M (pparMeHTUPYET TBepaylo ¢azy [14]. Bemen-
CTBUE HANpPSDKEHUM, BO3HUKAKOIIUMX BO BHEIIHEM
cJioe TBepaoit pasbl, n3-3a apdekra Pebunnepa [15],
3TOT CJIO# CUJIbHO NedOpMUpPYyETCs, YTO TPUBOJIUT K
MOSIBJICHUIO TPEIIVMH U UCKPUBJISHUIO IPaHUIIbI pa3-
nena. Poct MgB, mpoucXomuT OT MOBEPXHOCTH K
HeHTpy yactull Mg,B,s, HO, Kak BUIIHO Ha pucC. 2, He
BCeraa JOCTUTAET 3aBEepPIIEHUS.

KomrmakTpoBaHue cMecru MOPOIIKOB MpU GOJIb-
meMm gasiaeHun P = 1000 MIla n cuHTE3 Ipy MEeHb-
et remreparype 900°C (o6padoTka Ne 2) mo3Boamamn
MOJTyYUTh KEPAMHUKY, CTPYKTYpa KOTOPOIl COOTBETCTBY-
eT cienyronieii pase cuHTe3a — (GOPMHUPOBAHUIO BME-
ToM 124
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Puc. 2. Crpykrypa kepamuku MgB, (o6pabotka Ne 1, on-
TUYECKast MUKPOCKOIIUS B TIOJISIPU30BAHHOM CBETE).

cto “xommosura” MgB,/Mg,B,s obnacrteii, omHu U3
KOTOPBIX 00OTallleHbl 00POM, a APYr1Me KUCI0POAOM
(puc. 3). [Ipnyem u Te, 1 Apyrue Mo CBOEMY COCTaBY
yKe ONU3KM K CTEXHOMETPUYECKOMY COENMHEHUIO
MgB,, T.e. HE ABISIOTCS MPUMECHBIMU ha3aMu.

Tepmobapuyeckuit  CUHTE3 TIpUd  JaBJICHUU
1.5TTIa u OTHOCUTENHbHO HEBBICOKOI TeMIlepaType
700°C (o6padoTtka Ne 4) TO3BOJIMIT TIOJYIUTH KEpaMM-
Ky, cocTos1Iyto u3 obnacreit MgB, nmouTtu crexuomer-
PUYECKOTo cocTaBa (3To ObIBIIIKE OOOTrallieHHEIE 00pOM
o0siactu) u crexruoMmeTpudeckoit Marpuisl Mg(B, O), ¢
pacTBOpeHHBIM B Heli kuciopoaoM (puc. 4). Ilo naH-
HBIM 3HEPTOAMCIIEPCHMOHHOIO aHalu3a, U B TEMHBIX
U B CBETJIBIX 00JIACTSIX OYEHb MAaJIO KMCJIOpOoAa, HO B
TEMHBIX 00J1aCTSIX 9yTh BHIIIIE COepKaHUe Oopa, 9To
MO3BOJISIET MPEATOJOXUTb, YTO KMHETUKA peaKluu
Mg + B — Mg,B,; + Mg — MgB, 6naronpusitHa s
CUHTe3a cBepXxipoBodiieit pazsl MgB,.

Tenpennus obpa3oBaHUS IIPUMECHBIX (a3 Ipu
CUHTE3€ MOXET ONPEAEATLCI MO0 KOCBEHHBIM TMpPU-
3HakaMm. Hampumep, MMKU Ha PEHTIeHOBCKUX OW-
¢dpakTorpaMmax, xapakTepHble LIS KpUCTajuinye-
CKOTO MarHusi, u pedekcol Ha 3JIEKTPOHOTpaMMax,
MpUHaLIeXallue Marauio [16], MOTyT yKa3bIBaTh Ha
TO, YTO OyIeT MPUCYTCTBOBATh U HEKOTOPOE KOJIUYE-
CTBO HeEIIpopearupoBaBIIero Oopa. AToMbl 0Oopa
obecrneuymnBaroT cyadble LEHTPhI paccesTHus sl T1-
¢dpakumyu peHTITeHOBCKMX Jiydeil, TI0O3TOMY KoJnye-
CcTBa 3TOM (pa3bl B 00pa3iie MOXET OBITh HEAJOCTATOU -
HO, UTOOBI OHA MPOSIBUJIACh Ha PEHTreHOorpammax.
bop, Kak jierkuii ajieMeHT, MOXHO BbISIBUTH TOJIbKO
npyu OOJIbIIUX KOHILEHTpALMSX U €CIU OH He B
amopdHOM coctosiHuu. Ha puc. 5 mpencrasieHa
COBM-mukpodortorpadusi CTpyKTYpbl KepaMUKHU,
colepxKallleid, COIIaCHO PEHTIeHOCTPYKTYPHOMY
aHanusy, 15% maraus (oo6paborka Ne 3). B meHTpe
MuKpodoTorpacduu MmiaoTHasi o0JiacTb HeNpaBUJIb-
HOI (OpMBI OoJIee TEMHOIO TOHA, YEM €€ OKpYyKe-
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Bec. % | AT. % Bec. % | AT1. %
BK 52.7 | 71.0 BK 39.0 | 57.1
OK 2.1 1.9 OK 9.4 9.3
Mg K| 452 | 27.1 Mg K| 51.6 | 33.6

20 MKM *

Puc. 3. Mukpoctpykrypa (COM) 1 KOJIMUYECTBEHHOE CO-
IepKaHKEe 3JIEMEHTOB B BBIIEJIEHHBIX 00JIACTSIX KEpaMU-
k1 MgB, (o6pabotka Ne 2).

HHe. DHEeProguCIepCUOHHbBIE CIIEKTPhl YKa3bIBAIOT
Ha BBICOKYIO KOHIIEHTpAIIMIO O0pa B 3TOI 00J1aCTH 1
orcyrcTBUe MarHusi. IloBBIIIEHHOE coaepKaHue
KHMCJIOpPOJAa Ha rpaHuIle ¢ O0pPOM, CKOpee BCETO, CBSI-
3aHO C 3arpsI3HEHUEM MCXOOHBIX MOPOIIKOB B XOIe
MMPUTOTOBJICHUY CMECU JIJIsl CHHTE3a.

ITpu BBIcOKOI (900°C M BBINIE) TEMIIEpaType
MgB, paznaraercs Ha TeTpadopua marauus u Mg [17]
no peakuuu 2MgB, = MgB, + Mg. ®@a3sl MgB, u
MgB, npakTtuyecku HepaszIuYMMbl BU3YaJlbHO MpPU
COM-uccinemoBaHUM W SHEProgUCIICPCUOHHOM
aHaJM3e M3-3a HEOOBILION pa3HULIbI B COAEPXKaHUU
o6opa. Ecim ecTh KOHTpAcCT, MOKAa3bIBAIOIIMIA, IIO
KpaliHeil Mepe, IBe pa3HbIe 00JacTH, OIHA CBETIIEE
JIPpyroii, MOXHO IloJlaraTh, YTO 3TO pe3yiabTaT (hop-
MUpPOBaHMUsI KOHTpacTa M300paxkeHUsI 3a CYET pas-
JIMIHOUM aToMHOM Macchl. ComracHo 3ToMy, Ooliee
CBETJIbIE YYAaCTKM MOJDKHBI OBITh OOorauye MarHueMm,
4yeM O0osiee TeMHbIe. B mpuHIIMIIE, eclii peHTreHOTrpa-
dudecKkn nIeHTU(PUINPOBAHBI TOJBKO IBE KPUCTA-
Jinyeckue (asbl, KOTOPbIE COOTBETCTBYIOT COCTaBaM
MgB, u MgB,, 6onee cBeTiible 061acTU OYAYT MpU-
Haaexarb MgB,, a 6osiee TeMHble — MgB,. OnHako
eciu (paza MgB, MmenkoaucnepcHas, U ee 0Js Co-
craBisier MeHee 0.5 mMac. %, T.e. He ompenensieTcs
peHTreHorpadu4ecKu, TO MONBITKA KOJIMYECTBEHHO-
To onpenelieHus 3JieMeHTOB MeTogoM COM mnipuBe-
JIeT K HETOUHBIM pe3yJibTaTaM 13-3a TOTO, YTO 00beM
aHaIM3UPYyeMOIi 00J1aCTU MPEBBICUT 0ObEM aHATIU3M-
pyemoii yactuibl. HensbexxHo OymyT moydeHBlI pe-
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Puc. 4. Muxpoctpykrypa (COM) 1 KOITMUEeCTBEHHOE COepKaHNe 3JIEMEHTOB B BbIIEIEHHBIX 001acTsIX KepaMUK MgB, (06-

pa6otka Ne 4).

(@)

Bec. % | At. %
BK 51.2 68.8
20 MKM - 0K 6.3 5.8
s S Mgk| 425 [ 254
=
>
E
=
=
=
S Mg Ka
—
5
22T
= <
= |g=
£ |m
o T
= 1 2
=

OHeprus, k3B

(©)

Bec. % | AT. %
BK 99.6 | 99.8
" OK 0.1 0.1
g Mgk| 03 | 01
g
2 B Ka
=
g 200 H
(el
(e
=
2 100 H
3
e
& Mg Ka
2 e
L T
jos
< 1 2

DHeprus, k3B

Puc. 5. Mukpoctpykrypa (COM), pacripeneieHue 3JeMEHTOB 110 TMHUM CKAHUPOBaHUs (a) M SHEPTOAMCTIEPCUOHHBIE CITEK-
TphI (6), MOJlydeHHbIC OT BKJIIOUCHUS 6opa (IpaBblii CIIEKTP) U OT MaTpUIlbl (JIeBblii ciekTp) (06paboTka Ne 3). Ha criekrpax

IIPpEACTAaBJICHBI PE3YJIbTAaThbl 2JIECMCHTHOIO aHaJIn3a.

3yJIBTAThl HE TOJILKO OT YAaCTUILI, HO U OT WX OJIVzKalIie-
ro okpyxeHusl. Kak ObLJ10 MOKa3aHO BhIIIIE, MUKPOAHa-
JIN3 METOAOM SHEPTroAUCIEPCUOHHON CIIEKTPOCKOMN
YCIIELITHO BBISBIISIET (ha3bl, B KOTOPBIX COOTHOIIICHUE
Mg : B noctaTouHO 60sb110€, HANpUMep, Mg,B,s.

Metonnr ITDM 1 MUKpPOCKOINY BHICOKOTO pa3pe-
HIEHWSI 0COOEHHO IMOJIE3HbI U151 UIeHTU(hUKAIIUN Ha -
HOpa3MepHbBIX BKJIIOUYEHUI TMpumMmecHoi ¢(as3bl. Ha
puc. 6a nipencrasieHo [1DM-usobpaxkeHue, Ha KO-
TOPOM XOPOIIIO BUIHO MPSIMOYTOJIbHYIO YaCTULLY pa3-
MepoMm ~20 HM, IPU 3TOM Ha 3JIEKTpOHOTpaMMe MpHU-
cyTcTByeT pediexc ¢ d =4.48 A MgB, (101) (otmMeueH
CTPEJIKOM Ha 3JIEKTPOHOTpaMMe Ha BCTaBKe). BHyTpu
YacTUIbl HaOII0IaeTCs MyapOBbIii KOHTPACT, Mpea-
TOJIaTAOIINI, YTO BBIIEJICHUE HAXOMHUTCSI B CTPYK-
TYPHOM COOTBETCTBUU ¢ MaTpulieii. Paza MgB, Ko-

DOU3NKA METAJIJIOB U METAJIJIOBEAEHUE

repeHTHa (aze MgB, Baonb ocu c: ¢ (MgB,) = 2¢
(MgB,), kpome Toro, a (MgB,) = 2d,,, (MgB,). Ha
puc. 66 mokazaHo IIDM-uzobpaxeHue B pekUMe
BBICOKOTO pa3pelieHus, Ha KOTOpOM BUIHA YaCTUIIA
MOYTH MPSIMOYTOJIBHOI (POPMBI C IT0JIOCYATHIM KOH-
TPacToM, IIPEACTABISIOLIYM ITPOSKIIMU TIOCKOCTEM
peuietku. M3MepeHHOE pacCcTosTHME MEXIy IBYMS
nojiockamMu coctabiisieT 0.44 HM, YTO COOTBETCTBYET
IJIOCKOCTHU (101)Mg34~ Ha puc. 6B paccrosiHuie MeXIy
TToJIOCKaMU B yacTuile coctaniseT 0.72 HM, 9TO COOT-
BETCTBYET napameTpy ¢ pa3sl MgB,. Ob6nacTtu 6e3 noso-
CYaTOro KOHTpacTa IpUHAIIeXKAT 3epHaM, HE yIOBJIe-
TBOPSIIOIINM YCJIOBUSIM bperra, mockonbKy nudpakim-
OHHBIE KAapTUHBI HE YKa3bIBalOT Ha IIPUCYTCTBUE
aMopdHEBIX da3s.

ToM 124
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Puc. 6. MukpoctpykTypa Kepamuku MgB, (o6paboTtka Ne 7): ceemiononbHoe [1DM-n3o6paxkeHne U 31eKTpOHOrpaMMa Ha

BCTaBKe (a) ¥ B peXXMMe BbICOKOTO pa3pelieHusi (6, B).

OKCHUI MATHUA

Bo3MOXHBI HECKOJIBKO MEXaHU3MOB BO3HUKHO-
BeHUs1 3Toro okcuma. IlepBbiii: BO BpeMsi OTXura
KUCJIOpOJ, BCTYMNAeT B PeaKIMIO C U3OBITOYHBIM Mar-
HHeM ¢ obpa3zoBaHueM MgO. B aTom ciydae B mpo-
1ecce OKMCIEeHUSI U30BITOYHOTO MarHusi 00pasyroTcs
HaHOpa3MepHble BKiodeHus MgO m mocTaTodHO
KpYyIHbIE, TT0-BUAUMOMY, B 3aBUCUMOCTHU OT pa3Mepa
MCXOIHBIX YACTULl MarHusi. Bropoii myTh BOBHUKHO-
BeHUs yacTull MgO 3aKiTiouaeTcst B TOM, UTO aTOMBI
KUCJIOpOJa BBITECHSIOT U3 pelieTku MgB, atombl 60-
pa, 3aHUMaIOT UX ITO3ULIMU, U MOKHO TOBOPUTH O (ha-
3e coctaBa Mg(B, O),. B koHeuHOM uTOre U3 HaHO-
pa3MepHbIx BKJoueHuit Tuna Mg(B, O), Takxke Mo-
ryT o0Opa3oBaTbCsl MEJKOOUCIIEPCHBIC YaCTHULIbI
MgO, Ho y:Xe paBHOMEPHO pacIpeaeeHHbIE 110 BCe-
My oobemy dassl MgB, [18]. Kpome Toro, kak 6bL10
CKa3aHO BbIlIE, MPU BbICOKOU Temmneparype MgB,
pasyiaraeTcsl 10 BBICIIMX OopumoB U Mg. BricTpoe
OKMCJICHHE MarHusl, KOTOPbIIA BBICBOOOXIAETCS IIPU
paszyioxxeHun MgB,, Takxke puBeneT K 00pa3oBaHUIO
npumecHoro MgO.

B aTOM ciiyyae yacTulibl OKCUAA MarHusi, BEpOsIT-
HO, OyoyT HaXOmWUTBHCS BOIM3M BBIAEICHUMN (pa3bl
MgB,. B pa6ote [19] BbinonHeno EBSD-ckaHupoBa-
HUE C WUCIIOJIb30BaHUEM JaHHbIX misg da3z MgB,,
MgB, u MgO, KoTopoe m03BOJIUIIO YCTAHOBUTD, YTO
yactulibl MgB, 1 MgO coBMeCTHO paciojiokeHbl Ha
rpanuuax sepeH MgB,.

Hab6noneHnus nokasanu, yto MgO mpucyTCTByeT
B IBYX Pas3lUYHBIX (hOopMax: BbIIEJIEHUS OKPYIIOi
GOpPMBI M TIOTHOCTBIO C(POpPMUPOBABIIMECS Orpa-
HeHHble KpuctauuThl. Kpuctamiurel MgO nmeror
MPSIMOYTOJIbHYIO (DOPMY, KPYITHBI pa3Mep U 1€MOH-
CTPUPYIOT 3aMETHOE YyBeJIMYeHUEe WHTEHCUBHOCTU

DOU3NKA METAJIJIOB U METAJIZIOBEONEHUE
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JIMHUY KUCJIOPOIa B SHEPTOAMCIIEPCUOHHOM CIIEK-
tpe (puc. 7). Ha puc. 8 nmokazansl nanasie EBSD-
aHanmm3a BKIodeHuit MgO pasmepom ~5—10 MKM.
Pucynku 7 u 8 nononHsioT ApyT apyra. Mcmomnb3ye-
Mblit DJIC-meTeKTop HE IMO3BOJISIET TOUHO OIpene-
JIUTHh KOHIICHTPAIIMIO “JIETKNX 3JIEMEHTOB”, TaKMX
Kak 00p M KMCIIOPOI U OMHO3HAYHO MHTEPIIPETUPO-
BaTh K Kakoii ¢a3e clienyeT OTHeCTU Jactully. JaH-
Hele EBSD-ananuza (puc. 8) moka3bIBaloT, YTO 4a-
CTUIBI TIpuHamIexaT uMmeHHo MgO. Ha puc. 7 u 8
BUIHO, YTO YacTUIBI MgO MMEIOT MPSIMOYTOIBHYIO
¢dopMy ¢ XOpolIO BbIPAXKEHHBIMU TpaHsIMU. OKCUJIbI
IIEJTOYHO3EMEIBHBIX METAJUIOB KPUCTALIU3YIOTCS B
KyOMYeCcKOI CTPYKType, a UX TMOBEPXHOCTU C HU3KUM
uHgekcoM (100) sIBisTIoTCS TEpMOIMHAMUYECKH TIPEII-
noutuTenbHbIMU. Korma yactuiibl MgO CUHTE3UPYIOT-
s TIPU BBICOKMX TeMIlepaTypax U B 0€3BOIHOI aTMO-
chepe, OHM IPUHUMAIOT TUIINYHYIO KyOMYECKYIO
mopdoaoruio [20]. Okcun pacTeT Ha CBOOOTHOM IT0-
BepxXHOCTU (MHTepdelic 3epHO—MOopa).

BoineneHusi UMEIOT MEHBIIWI pa3Mep U OKpYyT-
JIy1o (popMy, ecii OHU BO3HUKAIOT B MaTpulie Mpu
BBITECHEHU M KUCJIOPOJIOM U3 peliieTku MgB, atomoB
0opa WK NIpU OKUCIIEHUW MarHusl B pe3yJibTaTe pac-
nana MgB,, korna cBOOOIHBII METAJUTMYECKUIA Mar-
HUI pearupyer ¢ JJIIOObIM JOCTYITHBIM KUCJIOpoaoM. B
TIepBOM clIy4yae, AucIiepcHbIe BbIaeacHus MgO pas-
HOMEPHO paclipefeseHbl BHYTPU 3€peH MaTpullbl
[18]. Bo BTOpoM ciiyyae, OKCua MarHusi 1 BO3HUKAalo-
LW MpU pacnaae TeTpabopua MarHus JOJKHBI Ha-
XOJIUTbCSI B HEIOCPENCTBEHHOU OJMU30CTU APYTr OT
npyra. Ha puc. 9 nokazano INOM-uzobpaxeHue c
BBICOKMM pa3pellieHrneM, Ha KOTOPOM BUIIHBI TTPOeK-
UM TUIOCKOCTeM perreTrku MgO (mmpaBasi yacTtuiia).
M3MmepeHHoe pacCTOsIHUE MEXIY TJIOCKOCTSIMU CO-
craBmsier 0.25 HM, YTO COOTBETCTBYET ILIOCKOCTHU
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Puc. 7. Mukpoctpykrypa (COM) kepamuku MgB, (o6pabotka Ne 2) 1 3HEproqucrepcUOHHbIE CIIEKTPHI, MTOJYYeHHbIE OT
Matpunbl MgB, (cieBa) m yactuusr MgO (cripaBa).

SMKM 60 [001]

101

Puc. 8. Crpykrypa kepamuku MgB, (o6pa6otka Ne 5) ¢
KpynHbiMHU BKIoueHussMu MgO (a); EBSD-kapra, noiy-

yeHHas oT yactuusl MgO, B 11BeTax oOpaTHOM MoIoC- Puc. 9. MUKpOCTpYKTypa B peKrMe BBICOKOTO pa3pelie-
HoOM ¢urypel MgO U BOCCTaHOBJIEHHOE M300paxXeHue HMSI CTPYKTYpPBI KepaMUKu MgB, (a) 1 BeiaeIeHHBI yya-
YaCTULIBI. CTOK ¢ 60JbLINM yBenueHueM (6) (oopadorka Ne 7).
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(8)

Puc. 10. Ceetiononbhbie [IDM-u3obpaxkenus (a — o6padbotka Ne 7, 6 — 06paboTka Ne 6) u nudpakiimoHHast KapTuHa (B), 10-

Jly4eHHas1 OT KpucTauuTa Ha puc. 106, ock 30HbI [001],p -

(111) xybuueckoro MgO. B neBoit yacTuiie paccrosi-
HHe MeXIy IToiockaMu coctabiisieT 0.37 HM, 4TO cO-

oTBeTCTBYET MIOCKOCTH (011) o, -

AHanm3 HaOIIoJaeMbIX CTPYKTYP IPUBOIUT K He-
OIHO3HAYHBIM BbIBOJIAaM O TOM, HaXOASTCS JIU BbllE-
JIeHUs1 BHYTpU 3epeH MgB, niu pacrionaraiorcs 1o
rpaHunam 3epeH MaTpunbl. Eciau Obl BeiIeaIeHUS 00-
pa3oBaJIMCh BHYTPHY 3€pEH MaTPULIbl, TO HaOI01JICs
061 1ehopMalIMOHHBII KOHTPACT U3-3a AecopMaiiuu
okpyxatoiieid marpuubl. Ha puc. 96 BbiaeneHus
OIpPEAESIIOTCS TOJAbKO OJaronapsi TOMy, YTO paspe-
ILIeHbI TUIOCKOCTU PELIeTKH, HET KaKOro-Jambo nucka-
JKEeHMsI oKpyXarlei nx marpuiibl. C 1pyroii ctopo-
HbI, OTCYTCTBHE NMCJOKAILIMiA BOKPYT BbIAEIEHUI
MgO u MgB, MoXeT cBUIETENLCTBOBATh O TOM, UTO
OHU KorepeHTHbl MaTpulle. B pabote [21] HaGmona-
Jiv yactulibl MgO U cBsI3aHHbIE C HUMU JUCIOKAIINU,
MOSIBJISIIOLIMECS] B Pe3Yy/IbTaTe pejlakcalluu YIpyTrux
HampsKeHU OKOJIO YacTUIL M MpepbliBaloIIMecs: Ha
YacTUIIlaxX, YTO MOATBEPXKIAET, YTO BhIOeacHrue MgO
MOXET MPOUCXOAUTH BHYTPU 3epeH MgB,.

KpoMe BeIAeIeHMIT 1 KpUCTAJUIMTOB, HAOIOMAeT-
csI MEXKpHUCTANIMJecKast Impocioiika MgO Tosmim-
Hoii ~10 HM (puc. 10a) BIoJIb TpaHULL 3€pEH KepaMu-
ku MgB, (uHTepdeiic 3epHO—3epHO).

Ha nudpakiimoHHBIX KApTUHAX OOHApPYKEeHO IBa
tuma 3¢ dekToB, cBsi3aHHbIX ¢ MgO. IlepBblii TUII
TPEICTaBIsAeT COOO0IT KOJIbIIAa U3 OTAEIbHBIX pedIIeK-
COB, YTO CBUAETEIBbCTBYET 00 00pa30BaHUU OOJIBIIIO-
ro KOJMYecTBa PasjnudyHO OPUEHTHUPOBAHHBIX KpHU-
crauToB MgQO. Bropoii tum — nuddy3HbIe KOublia.
Ha puc. 106 nmpencraBiieHO CBETJIONOJbHOE N300pa-
JKEHHE CTPYKTYPbI KPUCTANINTA C COOTBETCTBYIOIIICH
IUPaKIIMOHHON KapTUHOM, Ha KOTOPOil TOYEUHbBIE
pedaekcsl TPOWHIASKCUPOBAHBI KaK OTPaKeHUS
MgB,, a nuddy3Hbie KoNbLIa OTHOCATCS K HAHOPa3-
MepHbIM YactuiaM MgO. B pa6ore [22] moka3aHo,
YTO KHUCJIOPOI MOXET ITOJTHOCTBIO 3aMEHUTh OOp ¢
oOpa3zoBaHMeM HaHopa3mepHoro MgO Hemocpen-
CTBEHHO B KOJIOHHE MUKPOCKOIIa. DTO 03HAYAET, YTO
BIMSTHHUE JICKTPOHHOTO ITydyKa Ha IpeoOpa3oBaHue
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(I)a3OBOFO cocCTtaBa KEpaMMKM HEJIb34 ITOJTHOCTBIO UC-
KJIIOYHNTD.

SAKJIIOYEHHUE

KoMrutekc MeTomoB, BKITIOUAIOITAIN ONTUYECKYIO
MUKPOCKOITUIO B MOJISIPU30OBAHHOM CBETE, CKAHUPY-
IOLIYI0 U MPOCBEUMBAIOIIYIO 3JIEKTPOHHYIO MUKPO-
CKOITHIO, UCTIOJIb30BaH TSI MICHTU(UKAIIMY U OTIV -
caHust Mopdooruu BTopuuHbx ¢az MgO, MgB,,
Mg,B,;, 06pa3yomuxcs B CBepXIIPOBOIAIICH Kepa-
muke MgB,, KoTopble MOTYT OKa3aTbh CylIECTBEHHOE
BIMSTHHE HA CBEPXITPOBOISIINE XapaKTePUCTUKHA Ma-
Tepuaa.

IToka3zaHo, 9TO:

1. Brponecce xxunkoha3HOro cneKaHus poct da-
361 MgB, npoucxonut yepe3 oopa3zoBaHuE MEPEXO-
Hoit ¢a3el Mg,B,s U MPOMEXYTOUHBIX COCTOSIHUIA,
KOTOpbI€ MPENCTaBIsiioT coooit MgB, mouTtu crexmo-
METPUUIECKOro cocraBa (ObIBIIIME O0OOrallleHHbIE 00-
poM o007acTU) U CTEXMOMETPUYECKYI0O MAaTPUILy
Mg(B, O), c pacTBOpeHHbIM B Heli kKuciaoponowm. [lo-
Ka3aHo, 4To pocT MgB, TponCcXOmuT OT MOBEPXHOCTH
K LIEHTpY yacTull Mg,B,s.

2. ®aza MgO mnpucyTCTBYeT B KEpaMHMKE B IABYX
pasIMYHBIX (popMax B 3aBUCUMOCTH OT MecTa (hop-
MUPOBAHUS: BbIIEJEHUSI OKPYIJIOit (pOPMBI U TIOTHO-
CTbI0 C(OOPMUPOBABIIMECS OTPAHEHHbBIE KPUCTAJUIUTBHI.
Kpucrammter MgO 3apoxnaroTcsi Ha TMOBEPXHOCTU
pasnesnia 3epHO—Mopa U MPUHUMAIOT TIPSIMOYTOJIBHYIO
¢dopMy ¢ XopouIo BbIpaXX€HHBIMU TpaHSIMU. Brelnese-
HUSI 3apOXIAIOTCS Ha TpaHULIaX JMO0O BHYTPHU 3epeH
MaTpUIIBL 1 UMEIOT MeHbIIMM pa3zmep (MeHee 100 HM)
U okpymiyio dopMy. BelneneHuss BO3HUKAIOT MPU
BBITECHEHUU KUCJIOPOIOM U3 perieTku MgB, atoMoB
0opa WM TIpU OKMCJEHUM MarHusl Tpu pacraie
MgB, c o6pazoBaHuem dha3 MgB, u cBobonHOrO Mar-
Hus. Kpome BblaeeHUT U KpUCTa/UIMTOB, HaOI00a -
eTcsl MEeXKpucTrajuimyeckasi mpocioiika MgO TtoJ-
IIMHOM 0KO0J10 10 HM BIIOJIb TPAHUIL 3epeH KEPAMUKH.
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Pabora BBITTIOTHEHA B paMKax roc3agaHnust MuHo-

opHayku (tema “Hasimenue”, Ne 122021000032-5).

BJ'ICKTpOHHO—MI/IKpOCKOHI/I‘-ICCKI/Ie n

PEHTTCHO-

CTPYKTYpPHBIE MCCIICIOBAaHMS MIPOBEACHBI B OTHEIAX
3JIEKTPOHHOM MUKPOCKOITMU M PEHTIEHOCTPYKTYP-
Horo aHanu3za LIKIT UPM ¥YpO PAH.
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