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MexaHu3am doopMmmpoBaHUs CTPYKTYpbl BO BpeMsl BbiICOKOTeMMnepaTypHoro
oTXura gecopMUpoBaHHbIX NOA AABNE€HNEM MaCCUBHbIX
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Meronamu peHTreHorpaduy, CKaHUPYIOIIEH SJICKTPOHHON MHMKPOCKOIMH M MHKPOaHAIIN3a HCCIICIOBAHBI CBEPX-
npoBogHUKH MgB,, monmBeprayThie nedopmanyy MO JaBJICHACM B HAKOBAJIBbHAX DpUIKMEHA M MOCIICHYIOLMM
omkuram mipu 800 u 950°C. TTokasaHo, 4TO NPHU ITHX TEMIIEpaTypax KpuCTaiuisl (a3sl MgB, BMecTe ¢ 0cTaTo4YHBIM
0OpPOM PACTBOPSIIOTCS B OCTATOYHOM KUIKOM MAarHWi ¢ 00pa30BaHMEM KaK IJIOTHBIX, TaK M PHIXJIBIX o0JacTeil (as3pl
MgB,. IlocenHne 110X0 BJMSIOT HAa KPUTHYECKUI TOK. BMecTe ¢ Tem mocite 3Tux 06paboTok 00pa3isl CTaHOBSATCS
6osiee OMHOPONHBIMU O (Ha30BOMY U XMMHYECKOMY COCTaBy.
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1. BBepeHune

Panee B Hameit pabGore [l] ObUTO MOKa3aHO, 4YTO B
pesynbrate omxura npu 1000°C, 2h B atMocdepe aproHa
npu nasjieHur 1 MPa nmpeccoBaHHBIX TaOJIeTOK U3 4elly-
ek MarHusi (pasmepoM ~ 50—200um) u mopomka Gopa
(~1-10um) cocraBa Mg:B=1:2 obpasytorcsi pakrude-
cku 1Be (paxmin passl MgB,, KoToprle pe3ko OTIIMYAoTCs
1o MHKpocTpyKType. OmHa o0pa3yeT O4YeHb IJIOTHBIE 00JIa-
CTH, COCTOSIIIME U3 IJIOTHO PACIIOIIOKECHHBIX KPUCTAJIJIMKOB
(aser MgB, c cocTaBom, OJIM3KUM K CTEXHOMETPHUICCKOMY.
ObslacTi BTOpPOTrO THIIA PBHIXJIBIE — KpHCTALMKA MgB)
IUTOXO CBSI3aHBl MEXIY CO0OM, MHUKPOTBEPIOCTb HE OIpe-
mensietcd. B aTux o0sacTsix mMeeTcss 3aMETHOE OTKJIOHE-
HHE OT crexuoMmeTpuu mo Mg m B m MHoro kuciopona.
Pa3smeprr o6nacreit oboux TumoB 100—500 um; yepenysce,
OHH 3aIlOJIHAIOT BCe IPOCTpaHcTBO obpasia. Kpurnueckas
IUIOTHOCTb TOKa OIpefesisieTcsl CeTKOIl M3 IUIOTHBIX 00Jia-
creil ¢pasel MgB,, prixiibie 00acTi He 6JIarONpPUATCTBYIOT
KPUTHYECKOMY TOKY.

Ha ocHOBe DaHHBIX O CTPYKType CHHTE3MPOBAHHBIX 00-
pasuoB MgB, OBUI NPEIOKEH KHUIKOCTHBIA MEXaHHU3M
obpasoBanusi (¢assl MgB, TpH BBICOKMX TeMIepaTypax
(Tipu TeMIiepaTypax BHIIIIE TEMIICPATYPhI ITABJICHAS MArHUs
649°C) [1]. Bop pacrBopsieTcsi B JKHIKOM MArHHH, MOCJIE
HocTikeHns coctaBa MgB, mpoucxomut KpucTayu3anus
u3 paciviaBa. [IimoTHele objacT — 3TO pe3ysbTaT Iep-
BUYHOI KpucTayun3aimy. Bee m3bbiTounsie atomsl (Mg, B,
O u fpyrue mpuMecH) OTTECHSIOTCSI Ha TPaHHIbBI IVIOTHBIX
obsacreil. bosnee ,,rpsA3HbIE” pHIXJIBIC 00J1aCTH — pe3yJIbTaT
BTOPHUYHON KpUcTa/umsaimu. B Haineir pabore [2] oGpaso-
BaHWC B CHHTE3WPOBaHHBIX 0Opasmax MgB, cTpykTypsl U3
IBYX (pakuuii aHAJM3UPyeTCs HAa OCHOBE TCOPETHYCCKHX
MIPEICTAaBJICHNII O KpUCTA/UTM3anuy u3 pacmiasa. Habmone-

HHUE CJIONCTHIX CTPYKTYpP B IUIOTHBIX W PBHIXJIBIX 00JIacTsIX
paccMaTpHuBaeTCs B Ka4eCTBE HOKa3aTesIbCTBA 0Opa30BaHMS
¢as3bl MgB; u3 pacriasa Mg:B=1:2.

B pabore [3] MeTomoM cKaHHpYIOLIEH 3JIEKTPOHHON MUK-
POCKOIIMM ¥ MAKPOAHAJIM3a MOKa3aHo, 4To B AU (y3nOHHOH
nape Mg—B mpu Hu3KEX Temmeparypax (HIDKE TeMmIe-
paTypsl IUIaBJICHUS] MarHus) HPOUCXOOHUT TBeprodasHoe
B3auMozeiicteue Mexny Mg u B ¢ oOpasoBanuem cios
MgB,, npuyem Mg nponuxaet B 60p. [lociennee ca3aHO
¢ TeMm, 4To Ko3(¢urmeHnT nuddysuu TBepmporo Mg Bhie,
yeM y 6opa. Korma TemmnepaTypa Harpesa oOpasla cTaHoO-
BUTCS BbIIIE TeMIepaTyphl IUIaBjaeHuss Mg, xoadduimeHt
muddysun pacmiaBieHHoro Mg pesko BospactaeT, Mg
Jerko muddyHnupyer udepe3 cioit MgB, u Bcrymaer B
peakimio ¢ B. O6paszoBanue ¢a3st MgB, B OmHOXKIIbHOI
MIPOBOJIOKE, COCTOsAIEH M3 Mg-cTep:KHs, BCTAaBJICHHOIO B
CTJIbHOM KOHTEHHEp ¢ MOPOIIKOM Oopa, IpH TeMIiepaTypax
BBIIIC TEMIICPaTyphl IUIaBjicHus: Mg ormcano B pabote [4].
B mpouecce Tepmuueckoil 00pabOOTKH 3TOH MNPOBOJIOKU
(670°C, 3h; 700°C, 1h; 800°C, 1h) xumkmit Mg mpo-
cauMBaeTcs B TBEpAbli OOp, U MMEHHO B IIUIMHApE U3
TBeproro 6opa ¢opmupyercs ¢asza MgB,. Ilpumeuaresnn-
HO, YTO B 3TOM CJjIy4ae IOBCEMECTHO BO3HHMKAET TOJIbKO
wiotHas ¢pakmus dassr MgB,. B pabore [5] coobimaercs o
IIOJIy4Y€HUU BBICOKOILJIOTHOM, OMHOPOAHOM, MEJIKO3EPHUCTOM,
C XopomIeil CBsI3bI0 MeXTy 3epHamu (asel MgB, meromom
MHGUIBTPALNK, KOTOPHIA 3aKTI0YaeTCsl B IMPOHUKHOBCHUH
npu Temmepatype 750°C skumkoro Mg B NpeccOBaHHYIO
Tabserky Oopa. OTMeTHM Takke W Haimy paboty [2], rme
TOBOPHTCS, YTO TPH 3aIOJHCHUH KUOKMM Mg cBoOOmHOTrO
MIPOCTPAHCTBA MEXIY dYacTHUKamu Oopa obecrednmBaeTcs
Hamboylee MHTEHCHBHOE pacTBOpeHWe Oopa B Mg wm3-3a
Ha/Im4usi OOJIBIIOTO KOJIMYECTBA IOBEPXHOCTEH CONPHKOC-
HOBEHHMSI 9THX 3JIeMEHTOB. [109TOMy MOXHO 3aK/TIOYNTB, YTO
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MMEHHO B 9THX OOJIACTSIX B MEPBYIO O4Yepenrb M ¢ OoJbIIei
CKOPOCTbIO OyZeT NPOMCXOOUTh MEPBUYHAS KpUCTAILIM3a-
s u3 paciutaBa Mg:B=1:2 ¢ obpa3oBaHueM IUIOTHOM
(paxmu. PactBopenue 6opa B OosbIuX ,,pe3epByapax’ Mg
MIPOIIECC OYCHD IJINTEIIBHBIIL

B nacrosimeit paboTe IPUBOAATCS JOMOJIHUTEIIBHBIC TaH-
Hble, NTOTBEPIKIAIOINIE IPESAJIOKEHHBI HaMH KUIKOCTHBIN
MexaHu3M oOpaszoBaHus ¢a3sl MgB, Bo Bpems cuHTE3a.
A WMEHHO, NpPOSIBJICHHE STOr0 MeXaHH3Ma B CHHTE3UPO-
BaHHBIX, a 3aTeM JAe(OPMHUPOBAHHBIX IIO JABJICHHEM U
OTOXOKEHHBIX IIPU BBICOKO# TemmepaType obpasuax MgB.

2. Marepuan u meToguka 3KcnepumMmeHTa

O6pasupl Ne 1—4 cuHTe3UpOoBaHB M3 YEUIyeK MarHus
pasmepom 50—200 ym gucroroit 99.98% u nopomka metasr-
smdeckoro 6opa (1—10 um), momy4eHHOro IIaBKOH amopdh-
Horo Oopa umcroroit 96.93%. CnpeccoBaHHbIC TabJeTKH
Mg:B =1:2 noxsepraiu nociaenoBaTeIbHOMY OTKUTY IpU
400°C, 15 min B Bakyyme u 900°C, 1 h B atmocdepe aprona
¢ BomoponoMm npu nasieHuu 0.165 MPa, 3a uckimodeHuem
obpasia Ne 2, KOTOPHI HOABEPraji MOCJICIOBATECIEHOMY
omxury 400°C, 15 min (B Bakyyme) + 600°C, 2h (B aproue
npu pasiennn 0.15MPa)+900°C, 1h (B aprone mpu
maenenunn 0.15MPa). [lanee oGpasipl Gbiid 06pabOTaHBEL
CIIemyomuM 00pa3om:

O6pasen Ne 1. XonogHas nedopmanusi B HAKOBAJIBHSAX
bpumxmena noxn nasnenneMm P = 1.3 GPa ¢ yriom nosopo-
Ta HaKOBaJbHU ¢ = 45° + BOCCTAHOBUTEJIbHBIN OTKUT TIPH
950°C, 30 min B atmMocepe aprona npu gasyienun 1 MPa.

O6pasen Neo 2. llepopmanmst B HakoBaJIbHSIX bpmmx-
Mmena, P = 1.3 GPa, a = 20° 4 omxwur npu 950°C, 30 min B
aTtMocdepe aprosa npu gasieHnn 1 MPa.

O6pasen Ne 3. Ilepopmanmsi B HakoBaspHAX bpw-
mxMeHa, P = 1.4 GPa, o = 20° + omxur npu 800°C, 1h B
atMmocdepe aprona npu nasyieHun 0.15 MPa -+ nedopmarms
B HaKOBaJIbHAX DpukMeHa cxatueM 0e3 IIOBOPOTa,
P = 0.45GPa, o = 0 + omxwur npu 800°C, 1 h B atmocdepe
aprona npu aasjieHuu 0.15 MPa.

Ob6paszen Ne 4 Jlepopmanusi B HakoBaJibHAX bpumxk-
MeHa, P = 0.9 GPa, @ = 0 4 omxwur mpu 800°C, 1 h B atmo-
c¢epe aprona npu gasienun 0.15 MPa + nedpopmarusa B Ha-
koBaJbHAX bpumxkmena, P = 0.45 GPa, o = 0 + omxwur npn
800°C, 1h B atmocepe aprona npu nasieruu 0.15 MPa.

CrpykTypa 00pa3LoB HcciefoBalach peHTreHorpagude-
cku Ha nu¢paxkromerpe JJPOH-3M B uznyuennu CrK, u me-
TOJOM CKaHHUPYIOIIEH 3JIeKTPOHHOH MuKpockoruu (COM)
Ha npubope Quanta-200 c¢ mpucraBkoit EDAX nna muk-
poananm3a. HaMarHn4eHHOCTh M3Mepslach BHOPAMOHHBIM
MarautToMeTpoM VSM-7407, xputndeckas IUIOTHOCTb TOKa
oIpenesisyiach M3 KpPHBOM HaMarHMYEHHOCTH 10 (opmy-
se buna. MccrnenoBanus BBHIIOJHEHBI Ha OOOpPYIOBaHUM
LleHTpa KOJIJICKTUBHOTO TOJIb30BaHUS ,,McCIIBITaTEeIBHBIN
IIEHTP HAHOTEXHOJIOTMH M IIePCHEKTUBHBIX MaTepHajioB™
NOM YpO PAH.

3. Pesynbrartbl n obcyxpeHne

O6pasen Ne 1. Cunres+ xomomHas aedopmarys B
HakoBaJIbHSIX bpumikMmena mon nasneHuem P = 1.3 GPa,
a =45°+orxur npu 950°C, 30min. CorsiacHo peHTre-
HoOrpa4yecKuM JaHHBIM, IIOCJie CHHTE3a STOT o0paser
COCTOMT M3 OCHOBHOW ¢pasel MgB,, ocratounoro Mg u
¢assr MgyBys (puc. 1,a). B ckaHupyIOIIEM 3JIEKTPOHHOM
MHKPOCKOIIEC HAOJIIONAIOTCS IUIOTHBIC (TEMHBIEC) M PBHIXJIBIC
(cBerpie) obiactu dassr MgB, (puc. 2,a,b). Tlocue
nedopmanui Ga3oBHI COCTaB 00pas3la IMPAKTHYECKH HE
n3Mmensiercs. IloBepxHocTh oOpaslia CTaHOBUTCS IVIA[KOM,
pbIXJIbBle 00JIaCTH HMCYE3al0T, MJIOTHOCTh 00pasia IHOBbIIA-
ercsi, MAKpOTBepaocTh pocturaet 17—26 GPa (puc. 2,c¢).
¥YBesmmueHne MHUKPOTBEPIOCTH CBUIETEIILCTBYET 00 ycuiie-
HHH CBSI3M MEXIy KpUCTaUIMKamu (3epHamu) dasst MgBs.
Ho mocrne ykazaHHOTO OT)KWra BO3HHKaeT CTPYKTypa, OJri3-
Kasi K CTPYKType HCXOTHOTO CHHTE3MPOBAHHOIO 0Opasiia
(puc. 2,d). BHOBb MOSIBJSIIOTCS PBIXJIbIC 00JIACTH (IOKa-
3aHBl CTPEJIKAMH), MUKPOTBEPIOCTb B 3THX OOJACTSIX HE
ompernesnsercs — MHAGHTOp He (Qukcupyercs. OHH cocy-
HICCTBYIOT C IUIOTHBIMH OOJIACTSIMA C MHKPOTBEPHOCTBIO
17—31 GPa. Takaa cTpykTypa u3 ABYX (pakiuil sIBIACTCS
Pe3yJIbTaTOM ACUCTBHS MKHUIKOCTHOTO MEXaHM3Ma MpPH TeM-
neparypax, HpeBHIIAIINX TEeMIIepaTypy IUIaBieHus Mg
(649°C). A umeHHO ocTaro4Hbi Mg pacruiaBisieTcsi, B
HEeM pacTBOPAIOTCA Kpuctawisl ¢assl MgB, u octarounslit
0op ¢ mocrjenyoleil KpuUCTaUIM3alMedl U3 paciulaBa U
o0pa3oBaHHEM CHavasa IUIOTHBIX oOsacteir MgB,, a 3arem
»»3aIPSISHCHHBIX  PBIXJIBIX YYacTKOB. JeliCTBUTEIBHO, 110
PEHTreHorpaguIecKuM TaHHBIM 00pasell MOocJie OTKUra MpU
950°C, 30min mpexncraBieH B OcHOBHOM (aszoit MgB,,
HeT yucroro Mg, ectb HemHoro ¢ga3z MgO u MgyB;s
(puc. 1,b). IpumeyaresbHO, 9TO MOCJIE TAKOH 0OpPabOTKH

Intensity, arb. units

45 55 65 75 85 95 105
20, deg

Puc. 1. Yuactku nudpakrorpamm obpasua Ne 1: @ — wucxomHoe

cocrosiare (mocie cuHTesa); b — nmedopmarms P = 1.3 GPa,

*

a =45° +omxur 950°C, 30min. CumBOJIOM * yKa3aHbl IHKH

¢assl Mg, Bys. Manydyenne CrK,,.
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Puc. 2. Ckanupyomiasi 37eKTpoHHasT MUKpOckormst obpasia Ne 1: ¢ — wucxomHoe cocrosiHue (TOCiie CHHTe3a); b — TO e, 4TO U d,
Gopiee yBemmaenue; ¢ — nepopmarmsi P = 1.3 GPa, a = 45°; d — medopmanmst P = 1.3 GPa, a = 45° + omxur 950°C, 30 min.

(medopmarusi + OTXKUT) pasHUIA B XAMHYECKOM COCTaBe
IUIOTHBIX U PHIXJIBIX 00JIacTel TaKKe 3aMETHO COKPATHJIach:
Mg:B:0=30:62:8 u 29:63:9 coorBercTBeHHO. Kpntnye-
cKasi TUTOTHOCTb TOKa 3TOro obpasua 5.8 - 10* A/em? (30 K).

IIpensiaraeMelii HaMU KUIKOCTHBII MEXaHU3M HAXOOUTCS
B corjlacuu ¢ JaHHbIMH pabotel [6]. B artoit pabore me-
TomoM mudepeHnranbHOoro TepmMudeckoro anammsa (JITA)
MOKa3aHo, 4To B uHTepBasie Temreparyp 300—800°C cye-
CTBYIOT JBe cTaguu obOpaszoBanusi ¢assl MgB,. Ha nepsoii
CTafuM IpH TeMIepaTypax HIDKE TeMIepaTyphl IUIaBJICHUS
MarHusi WAeT TBepHoQasHas peakiysi MEXIy MarHueM H
6opom c obOpasoBanmeMm ¢a3sl MgB,. B pesymprare Ha
KpPUBOM TEIJIOBOTO MOTOKA MOABJIAETCA CHIbHBIA nuK. [Ipn
HaJibHEeHIeM ITOBBINIEHUHM TeMIepaTyphl 3TOT MUK IOCTe-
IIEHHO Kcue3aeT — Bo3HUKIIAsA (pa3a MgB, pacteopsercs B
JKUIKOM MarHuy. B mosip3y Takoii peakiyy CBUICTEIbCTBY-
€T HAJINYNE SIPKO BBIPAKCHHOTO SK30TEPMHYECKOro IHKa
na xpubix HTA [3,6]. Tlocie HOCTMIKEHHSI HACBICHHS
(Mg:B=1:2) ¢asa MgB, obpa3syercsi BHOBb (CHIIbHBII
BTOpOil MHUK). Ha BO3MOXXHOCTB ,,peOpraHM3allk YaCTHIL®
MgB, Bo BpeMs HarpeBa A0 BBICOKMX TeMIIepaTyp yKa3aHO
Taxxe B ob3ope [7).

Ob6pasen Ne 2. Cunres+ nepopmanust, P = 1.3 GPa,
a = 20° 4+ omxur npu 950°C, 30 min. DtoT oOpaser ObLT

®uauka TBepporo Tena, 2017, Tom 59, Bein. 9

TIO/IBEPTHYT MeHbIIeH aedopmarmu, veM obpasery No 1, HO
TaKoMy e OTKUTYy. PeHTrenorpamma obpasua Ne 2 B ucxop-
HOM COCTOSIHMM TIpeficTaBiicHa Ha puc. 3. Kak B mcxomHoM

Intensity, arb. units

45 55 65 75 85 95 105
20, deg
Puc. 3. Yuactku nudpakrorpamm obpasua Ne 2: ¢ — ucCXomHOe
cocrosiHe (mocsie cunTesa); b — medopmamms P = 1.3 GPa,

*

a =20° +omkur 950°C, 30 min. CuMBOSIOM * yKa3aHBl KA

dassr Mg, B,s. Uznyuenne CrK,.
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Puc. 4. Ckanupyrolas 3JIeKTPOHHasE MUKpOCKormst obpasia Ne 2: a — nepopmarmst P = 1.3 GPa, @ = 20° + omkur 950°C, 30 min; b —

TO ke, OoJIbIIIee yBEINYCHHE.

cocTostHE (I0CTIe CHHTE3a), TaK U mocJie aepopmarmu da-
30BbIil cocTaB 0Opaslia MPaKTHYECKH ONUHAKOBBIN: 3TO (ha3bl
MgB,, Mg, HemHoro Mg, Bys. Crpykrypa obpasia (COM)
B HUCXOOHOM COCTOSIHUM U Iocye nedopMalnuy aHaJOrMYHa
crpykrype obpasua Ne 1 (cm. puc. 2,4, b). B ucxomHom co-
CTOSTHUM TaKKe HAOJIONAlOTCsA TEMHBIE IJIOTHBIC M CBETIIBIC
pexiteie obmactu. Ilocine medopmarmm pexibie oOacTh
IPaKTUYECKA HCYe3aloT, IUIOTHOCTh oOpasiia BO3pacTaer,
HIOBEPXHOCTb CTAaHOBUTCS IJIa[IKOIL, IUIOTHOI U OTHOPOIHOM.

3arem 3TOT 0Opaserr ObLT MOBEPrHyT OTXKUTY 1pu 950°C,
30 min. CooTBeTCTBYIOIIAsI PEHTIEHOI'PaMMa TpHBE/IcHa Ha
puc. 3,b. Tak Kak B UCXOIHOM COCTOSIHMU M Iociie edop-
MalliH, 10 JaHHBIM PEHTTeHOrpaduu, UMeeTcss HEeKOTopoe
KOJIMYECTBO OCTATOYHOTO MArHHsl, TO MPOMCXOMUT THIIHIHAS
IUTSL SKUIKOCTHOTO MEXaHW3Ma peakiyst oOpa3oBaHHs (as3bl
MgB,. Kak yxe ormeuanoch, kpucramuiel (asei MgB,
BMECTE C OCTaTOYHBIM OOPOM pacTBOPAIOTCA B OCTATOYHOM
JKUJIKOM MarHuy, a 3aTeM o0pa3yloTcs BHOBb IPH KpUCTaJl-
Jmsammu n3 pacmiasa Mg:B=1:2. U3 mudpaxrorpammsr
puc. 3,b BumHO, uTro Mg mpaktndeckn ucue3. Ilpm stom
BO3HHKJIA CTPYKTypa, XapaKTepHas IS HCXOIHOTO COCTO-
sHust (puc. 4,a). HaGmopaiorcest KpymHble KOHIJIOMEPATBL,
npefcTapisionye codoil MI0THEE 00J1acTH, B KOTOPBIX 3ep-
Ha XOPOLIO MPUJIETAIOT APYT K APYry (pe3ysIbTaT HePBHYHON
KPHUCTAIIU3AIUH, [I0KA3aHO CTPEJIKAMH) M PHIXJIbe 00JIaCTH
(pesysibTaT BTOpMYHON Kpuctayummsarmu). Ha puc. 4,b
B BCpXHEHl 4YacTW BHJICH MOHOJIUT, OTHEJIbHBIC 3¢pHa B
KOTOPOM HE BBISIBJISIIOTCSI, B HIDKHEH 4acTH PUCYHKAa —
pbixuias obsiacte. KpuTrnueckas IVIOTHOCTb TOKA OTOXCKEH-
HOro oGpasia pocruria 5.5 - 10* A/em? (30K), Gmaronaps
YCIJICHUIO CBSA3U MeXIy 3epHamu (asel MgB, B MIOTHBIX
obJacTax.

TakuM oOpa3oM, HecMOTps Ha Oosiee HU3KYIO CTEIEHb
nedopMaluK KATKOCTHBIA MEXaHM3M IMPOSIBUICS B JaHHOM
oOpasrie BO Bcell IMOJTHOTE.

O6pasemn Ne 3. Cunres+ nedopmarusi, P = 1.4 GPa,
a = 20° 4 omxur 800°C, 1 h + nepopmarms, P = 0.45 GPa,

a =04omxur 800°C, 1h. IlepBoHayasbHO Tepen HamH
CTOsUIa 3ajlaya — YIUIOTHATh CHHTE3WPOBaHHBIA oOpaser|
MgB,, IMKBUOMPOBaTb B HEM HEKEJIATEIIbHBIC PBIXJIBIC
obsracty. [{s1s1 3TOrO0 OBITA NCIIONTB30BaHA IBYXCTaANiHAasA 00-
paboTka, cocTosmas w3 HeOONMBMUX nedopManuii ¢ moce-
OYIOIIMMHU BBICOKOTeMIIepaTypHeIMU oT:kuramu nipu 800°C.
[Tonaranmu, yTo TakuMm oOpasoM oOpaser OygeT IOTOB K
BOCHPHATHIO OOJIbLION AedopManuy IOf BBICOKMM [aBJie-
HueM — 5—6GPa. Onnako, kak OymeT MOKa3aHO HIDKE,
CTPYKTypa 00pasiia BepHY/Iach K UCXOTHOMY (IOCIIe CHHTE-
3a) COCTOSIHHUIO, KaK M B CJIy4ae OJHOKPATHBIX AepopMarium
u omxura 950°C, 30 min.

JlaHHBIE PEHTI€HOCTPYKTYpHOro aHajm3a obpasua Ne 3 B
HCXOIHOM COCTOSIHUM M IIOCJIe [BYX STalloB AedopManuu
C OTXKHATOM TMPEICTaBJIeHBl Ha puc. 5. OTMETHM, 4YTO B
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Puc. 5. Vuactkm naudpaktorpamm obpasua Ne 3: a —
HCXOIOHOEe cocTosiHMe (mocie cuHTe3a); b —  medopma-

mss P =1.4GPa, a =20°+omkur 800°C, 1h+ nedopmaryst
P = 0.45GPa, @ = 0° + omkur 800°C, 1h. Usnyuerne CrK,.
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0.02 mm

Puc. 6. Ckanupyromasi 3JeKTpOHHas MHUKpockormsi obpasua Ne 3: a — pepopmammsi P = 1.4GPa, a = 20° + omxur 800°C,
1 h + mepopmanms P = 0.45 GPa, @ = 0° + omkur 800°C, 1h; b — 10 e, Gouiblliee yBeMYEHHE.

HCXOTHOM COCTOSIHUM B 00paslie MPHUCYTCTBYET JOCTaTOYHO
0oJIbIIOE  KOJIMYECTBO OCTATOYHOrO MarHwsi (puc. 5,a).
[Tocye dwerelpexcTagmitHO# 00paOOTKM MarHWil HMcde3aeT
(puc. 5, b). D10 pe3ynbTar AeHCTBHS KUIKOCTHOTO MEXaHU3-
Ma ¢opmupoBanus a3l MgB,, Kak U B IByX paHee OIUCaH-
HBIX oOpasnax. CTpykTypa oOpasia mocie JBYXCTaauiHON
o0Opabotkn, Habmomaemas meromom COM, mokasaHa Ha
puc. 6. XapakTepHbIM SBJIeTCA IPUCYTCTBUE B oOpasle
[BYX THUIIOB 00JIACTEii, OMMCAHHBIX BBIIIE, IUIOTHOH (pe-
3yJIbTAT MEPBUYHON KPUCTAJUIN3AINH ) M PHIXJION (pe3ysibraT
BTOPUYHOH KpUcTautn3aiun). B Bepxueit qactu puc. 6, b Bu-
neH MoHomuT (asel MgB,, BHU3Y puCyHKa — XapakTepHast
pbIxJ1ast 00JIaCTh C IUIOXO CBA3aHHBIMU KPHUCTAJUIMKAMHL
O6pasen Ne 4. Cunres + nepopmanust, P = 0.9 GPa,
a =0+ omxur 800°C, 1h+ medhopmarms, p = 0.45 GPa,

101y,

Intensity, arb. units

45 55 65 75 85 95 105
20, deg

Puc. 7. Vwuacrox mudpaktorpamm obpasua Ne 4. O6-
paborka: medopmammss P = 0.9GPa, a =0°+omkur 800°C,
1 h+ mepopmarmss P = 0.45GPa, a = 0° +omxur 800°C, 1h.
Uznydenne CrK,.
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Puc. 8. Cxanupyromas 3JeKTpOHHas: MHKpockonus o6pasia Noe 4.
O6pa6otka: gepopmaimsi P = 0.9 GPa, @ = 0° 4+ omkur 800°C,
1 h+ nedpopmarmsa P = 0.45 GPa, @ = 0° + omxur 800°C, 1h.

a = 04 omxur 800°C, 1h. Obpaser; Ne 4 ObUT OTBEPrHYT
MeHbIIEH, 10 cpaBHeHuIo ¢ obpasnoM Ne 3, crenenu nedop-
Marmn. [ledopmanus cocTosiia n3 OTHOOCHOTO MPECCOBAHUS
0e3 moBopoTa HaxkoBasbHU. Pa30BBIi cocTaB oOpasna Ne 4
B UCXOOHOM COCTOSIHUM U HocJie fedopMallid Takoi e,
Kak obOpasma No 3 (cm. puc. 5,a), T.e. B 0Opasie mpucyT-
CTBYET OCTaTOYHBIA MarHuil. B pesysbrare ocymecTBiieHUs
npu 800°C ommcaHHOro BbIIIE JKUIKOCTHOTO MeXaHH3Ma
¢dopmupoBanust ¢assl MgB, Maramii npakTuieckn ucue3aeTt
(puc. 7). Tlpu oTOM (OpMHpYETCSI THIIMYHAS [JIsI CHHTE-
3UPOBaHHBIX (MCXOMHBIX) OOPA3IoB CTPYKTYpa C GOJIBIIAM
KOJINYECTBOM DBIXJIBIX obacreit (puc. 8). Takum obpasom,
VI BCeX YeThlpeX o0pas3LoB CTPYKTYpHAash KapTUHA IIOCIIe
3aBepIIeHus 00pabOTOK OAMHAKOBA.

CreyeT OTMETUTb, YTO BO BCEX HCCJICIOBAHHBIX 00pas-
Lax Mocjle TePMOMEXaHHYECKHX OOpabOTOK IPHUCYTCTBY-
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et HeOompmoe kommdectBo MgO. BosMoxHBI /1Ba IyTH
BO3HMKHOBEHHsI 3TOoro okcupa. IlepBblif ImyTb: BO Bpems
nocsene(OpMaIIOHHOIO OTXHIa KUCJIOPOJ BCTYHAaeT B pe-
aKIMI0 C OCTaTOYHBIM MarHueM c oOpasoBanueM MgO.
B sTOM ciydae dacTHIBI MOJTydaroTCs KPYNHBIMH M pac-
M0JIaraloTcsl OOBMYHO JIOKAIbHO. BTOpoil myTh BO3HMKHO-
BeHns 4acthun MgO 3akmodaercss B CJICTYIOIEM: aTOMBEI
KHCJIOpOa BHITECHSIOT M3 penietkn MgB, atomsr Oopa,
3aHAMAIOT WX IMO3WINH; B KOHEYHOM HTOre oOpasyrorcs
qactuisl MgO. Ilocnennue HOMKHB OBITh PaBHOMEPHO
pacrperiesieHsl o BceMy o0bemy (assi MgB; [8]. MuI B
cBoeii pabore [9] metomom II3M Tarke Habmomamm obpa-
30BaHNE PABHOMEPHO PACIPENETICHHBIX MEJIKOANCIIEPCHBIX
qactun ¢assr MgO B marpunie MgB,. B padorax mHOrmx
uccienoBateneil yreepxnaercsi [10-14], 4ro BKIOYEHMS
MgO B HeGosbIIUX KOJIMYECTBAaX B MaTpU4HOU (aze MgB,
MOTYT 0JIarOTBOPHO BJIMATH HA CBEPXIPOBOAAIINE CBOMCTBA
MaTepHasa, €cJid, KOHEYHO, obecledeHa Xopollas CBS3b
Mexny 3epHamu MgB, wmarpuusl. Hamo mnosmarate, 4to
qacTHLBl MgO, KoTopele 00pa3yroTcs IMyTeM pacnajga COeiu-
HeHusi MgB,, sBmsmiorcst 6osee 3((EeKTUBHBIMI IIEHTPaMHA
NUHHUHTA, YeM Te, 4YTO OO0pasyloTCsi IyTeM OKHCJICHHUS
OCTaTOYHOT'O MarHusL.

Me! npuBenH Pe3yJIbTAaTH SKCIEPHIMEHTOB, BKITIOYAIOIINX
pasHyio cTemneHb AeopManMi W pPasHbIE TEeMIIEPaTypbl
omKUra (BBHIIE TEMOEPATYpPHl ILUIABJICHUS MATHUS), IS
TOro, 4ToOBl IMOKa3aTbh, YTO PEaKLs PacTBOPEHHUS (a3bl
MgB, u ocraToyHoro 6opa B OCTATOYHOM KHIKOM Mg
¢ mocienyomed KpucTauIu3anieid 1 o0pa3oBaHUEM OBYX
¢bpaximit paser MgBy (IUIOTHOM M PBHIXJION) HPOMCXOIUT
Kak BO Bpems CHHTe3a K3 mnopomkoB Mg u B, Tak un
BO BpeMs TEPMOMEXaHUIECKON 0OpabOTKM y:Ke CHHTE3HpO-
BaHHOro obOpasma MgB,. HeobxomnmpiMu ycioBusmu st
3TON pEeaKkIMu SBJIAIOTCS HaJIW4YMe XOTS OBl HEOOJIBIIOro
Kojm4yecTBa cBobomHoro Mg W HarpeB o0Opasia BbIIIE
TeMIepaTyphl IJIaBJICHUs MarHus. BosHHUKaromas mpu 3ToM
pbIxitasl (ppakius HeOJArompUsATHO BIIMAECT Ha KPUTHYCCKUH
TOK cBepxmpoBopHHKa MgB,. OmHako y atmx 00paboTok
(medopmarusi + OTXKHT) €CTh U CBOU MOJIOKUTEISIBHBIE CTO-
poHbL. Bo-miepBhIX, 00pa3iel CTAHOBATCS] MPAKTHYECKN OJTHO-
¢asupivu (MgB;), ucuesaer ocrarounsii Mg. Bo-BTopsix,
YMEHbBIIAETCS Pa3HULA B CONEPAHNA OCHOBHBIX 3JIEMEHTOB
(Mg, B) u kucJiopona B MJIOTHBIX U PBHIXJIBIX 00JIACTSIX —
00pa3Lpl CTAHOBATCS XUMUYECKH 00JIee OTHOPOIHBIMU.

IIpencraBiieHHbIE PE3YJIbTATEl MUMEIOT U IPAKTUYECKOE
3HaueHue. OmyOsMKoBaHbI PabOTHL, B KOTOPBIX MacCHUBHBIC
obpasusl MgB, u ex sifu xommosutsl Ha ocHoBe MgB,
MOAIBEPraJIuch Ae(OpMaIi ¢ TMOCIEAYIOIIM OTKHATOM IIPU
BBICOKOH TeMmmeparype. Ecii mpu 3ToOM B MCXOTHOM COCTO-
SHUM WMEETCsl HEeKOTOPOE KOJIMYECTBO OCTATOYHOTO Mar-
Husl (HA OPUBOOMMBIX Ir(paKTOrpaMMax CHHTE3UPOBAH-
HBIX 00pasioB MgB, wacto Habsomaiorcs juHHE Mg),
TO IPOUCXOMUT OIMCAaHHAs BBINE peakuus. B pesynbrare
BO3HUKAEeT CTPYKTYpa, XapakTepHas [JIi HCXOJHOIo Co-
crostHmsl (MOCTIe CHHTE3a), a MMEHHO B o0pasiie MOsIBIIS-
IOTCSI PBIXJIBIE O0JIACTH, YTO HE CIIOCOOCTBYET BBICOKMM
TOKaM.

4. 3akniouyeHue

Metonamn peHTreHorpaduy, CKaHHPYIOMIEH 3JIEKTPOH-
HOU MHUKPOCKOIIMH W MUKPOAHAJIN3a UCCJICIOBAH s 00pas-
noB MgB,, xoTtopble ObLIM MOABEPTrHYTH AeGopMaluyl MOM
JaBJIeHUueM ¢ nocienyromumu oTxuramu npu 800 u 950°C.
B ucxonHOM cocTosiHuM (IOCTIe CHHTE3a) BCE TH 00pasiibl
COCTOSAT U3 ABYX (hpaKIMii — IJIOTHBIX M PBHIXJIBIX OOJsIacTel
¢asel MgB,. Ilocne nedopmarmu mon JaBJICHUEM B HaKoO-
BaybHSX bpumkmena (nasienue no 1.4 GPa, yroi moBopora
1o 45°C) obpasusl YIUIOTHSIIOTCS, MPAKTUYESCKH HMCYE3aI0T
PBIXJIbIE 00JIACTH, MUKPOTBEP/IOCTD MOTHIMAETCS B CPETHEM
10 ~ 27 GPa. ITocne yka3aHHBIX BBIIIIE OTXKUTOB CTPYKTYpa
BCEX MCCJICTOBAHHBIX 00Pas3IOB BO3BPAIIACTCS K HCXOTHOMY
COCTOSIHMIO. JTO SIBJISICTCS PE3YJIbTATOM MACHCTBUS JKUM-
KOCTHOTO MexaHn3Ma oOpasoBanust (asel MgB,: kprucTans
¢as3er MgB, BMecTe ¢ ocTaToOYHBIM GOPOM pacTBOPSIOTCS B
OCTaTOYHOM >KHIKOM MarHuH C MOCJICAYIONIeH KpUCTaIIN3a-
nueit u3 pacmwiaBa Mg:B=1:2 u oOpa3oBaHueM IUIOTHBIX
U ,,3arPA3HEHHBIX PBIXJIBIX objacteil. [lpu 3TOM mIoTHBIE
obnactu ¢a3sl MgB, B mepBylo ouepenb oOpa3yloTcs U
pacTyT c OoJsbIIell CKOPOCTBIO B YYacTKax IOPOIIKOBOTO
60pa, XOpOIIO MPOMUTAHHBIX )KUIKAM MarHueM, 1o IpUIrHe
Oonbioi 1Uiomanu koHtakta Mg u B. OtmernM, 4to yka-
3aHHBIC 00paboOTKU (HeopMarus + BHICOKOTEMIICPATY PHBIIA
OT)KHT) YacTO MPUMEHSIOT 0 OTHOIICHHIO K MaCCHBHBIM
obpasuam MgB, u ex situ xomnosuram ¢ MgB,. B cBasu ¢
9THM HYKHO IMETh B BHAY, YTO BO BPEMS BBICOKOTEMIIEpa-
TYPHOTO OTKHTa (BBIIEC TEMIIEPATYPHI [UIABJICHHS MATHHS )
P HAIMYMK B oOpasie Aa)ke HEOONBIIOro KOJINYECTBa
OCTaTOYHOTO MarHusi OyqyT BO3HHKATh PBIXJIBIC 00JacTH,
KOTOpBIC HE OJIarONPHATCTBYIOT MOBBHIIICHAIO KPUTHYECKOTO
Toka. EcTb y 06pabotku (neopmariusi + OTHKHUT) U CBOH HO-
JIOXKUTEJIbHBIE CTOPOHBL KOJIMYECTBO CONYTCTBYIOIMX (a3
pE3KO yMEHbIIIaeTcsl, pacipeniesnenue anemeHTos Mg, B, O
o0 00pasIy CTaHOBUTCS Oojiee OHOPOIHBIM.

Cnucok nuteparypbl

[1] E.N. Kysuenosa, C.B. Cynapesa, T.II. Kpunnimna, 10.B. bu-
HoBa, E.JI. PomanoB, IO.H. Axmennes, M.B. [lerrspes,
M.A. Tuxonosckuii, 1.®. Kucysixk. ®PMM 115, 186 (2014).

[2] E.N. Kyszernosa, I0.H. Akurernues, B.O. Ecun, C.B. Cynapesa,
10.B. brmHoBa, M.B. [lertspes, B.1. Hooxenos, E.Il. Poma-
nos. OTT 57, 873 (2015).

[3] S.C. Yan, G. Yan, CF. Liu, YF. Lu, L. Zhou. J. All. Comp.
437, 298 (2007).

[4] JM. Hur, K. Togano, A. Matsumoto, H. Kumakura, H. Wada.
Supercond. Sci. Technol. 21, 032001 (2008).

[5] A.G. Bhagurkar, A. Yamamoto, N. Hari Babu, JH. Durrell,
AR. Dennis, D.A. Cardwell. Supercond. Sci. Technol. 28,
015012 (2015).

[6] Y.C. Liu, QZ. Shi, Q. Zhao, Z.Q. Ma. J. Mater. Sci. Mater.
Electron 18, 855 (2007).

[7] Z.Q Ma, Y.C. Liu. Int. Mater. Rev. 56, 267 (2011).

[8] X.Z. Liao, A. Serquis, Y.T. Zhu, JY. Huang, L. Civale,
D.E. Peterson, EM. Mueller, H.F. Xu. J. Appl. Phys. 93, 6208
(2003).

®usnka TBEpgoro Tena, 2017, tom 59, Bbin. 9



Mexaruam ¢hopmupoBaHusi CTPYKTYPbl BO BPEMS BbICOKOTEMITEPATYPHOIO OTXUra AEOPMUPOBAHHBIX... 1679

[9] EM. Kysuenosa, TII. Kpuanuuea, ¥0.B. Brmrosa, M.B. [ler-
Tsape, C.B. Cynapesa. PMM 118, 364 (2017).

[10] T.A. Prikhna, M. Eisterer, H-W. Weber, W. Gawalek, V.V. Ko-
vylaev, M.V. Karpets, T.V. Bayuk, V.E. Moshchil. Supercond.
Sci. Technol. 27, 044013 (2014).

[11] Y. Zhu, L. Wu, V. Volkov, Q. Li, G. Gu, A.R. Moodenbaugh,
M. Malac, M. Suenaga, J. Tranquada. Physica C 356, 239
(2001).

[12] P. Kovac, I. Husek, T. Melisek, J.C. Grivel, W. Pachla,
V. Strbik, R. Diduszko, J. Homeyer, N.H. Andersen.
Supercond. Sci. Technol. 17, L41 (2004).

[13] M. Vignolo, G. Romano, A. Malagol, V. Braccini, M. Tro-
peano, E. Bellinger, C. Fanciulli, C. Bernini, V. Honkimaki,
M. Putti, C. Ferdeghini. IEEE Trans. Appl. Supercond. 19,
2718 (2009).

[14] CB. Eom, MK. Lee, JH. Choi, LJ. Belenky, X. Song,
LD. Cooley, M.T. Naus, S. Patnaik, J. Jiang, M. Rikel,
A. Polyanskii, A. Gurevich, X.Y. Cai, S.D. Bu, SE. Babcock,
E.E. Hellstrom, D.C. Larbalestier, N. Rogado, K.A. Regan,
M.A. Hayward, T. He, JS. Slusky, K. Inumaru, M.K. Haas,
R.J. Cava. Nature 411, 588 (2001).

®dusunka TBepaoro tena, 2017, tom 59, Boin. 9



