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151 oTipeieNieHrs ONITUMAJTbHBIX YCIIOBUIM TUIPUPOBAHUS NHTEPMETATNIECKOTO COeNMHEHUS Y-Mg ;Al 5
KaK BO3MOKHOTO ITePCITEKTUBHOTO BOIOPOI-aKKyMYJIMPYIOIIETO BeIlleCTBa UCCIEIOBAaHO B3aNMOICCTBIE
200-MUKPOHHOTO MOPOIIKAa WHTEpMETaJInaa ¢ BOOIOPOJIOM U aMMHAaKOM B MHTEpBaJie TeMIIepaTyp
20—500°C. YcTaHOBJIEHO, YTO TPSIMOE TMAPUPOBAHUE MHTEepMeTaIuaa poucxoaur mpu 390°C, Ho co-
ITPOBOXXIAETCST €r0 pa3ioKeHWeM ¢ 00pa3oBaHUEM CMeCH TUApHUAa MarHUs C aTIOMUHUEM, ColepKalieii
4 mac. % Bomopona. ['maprpoBaHue MHTepPMETALUTAIA aMMHAKOM COITPOBOXIAETCS TaKXKe MOSIBJICHUEM B
MPOAYKTe peakiuu ruapuna maraus, Ho 1ipu 300°C. BomopomoeMKocTh MPOIYKTOB B3aUMOICUCTBUS NH-
TepMmeTamiiaa ¢ ammuakom npu 350°C cocrasiser 3.9 mac. % Bogopona. ITpoaykToM o6pabOTKKA MHTED-
Metaiaa Mg ;Al;, ammuakom mipu 450—500°C srBiasieTcst cMech aTiOMUHUS C HUTPUIOM MAarHUs.

Karoueeswie crosa: Bomopo, aMMuak, MHTEPMETAJUIMYECKOE COEIMHEHNE, THIPUPOBaHue, ha3oBble ITpeBpa-
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BBEAEHWE

[IIupoko u3BecTHa poJib MarHus U €ro coeauHe-
HUI U CIIJIAaBOB CPEIU METAJUIOB U MOJUMETaInYe-
cKux (a3 Kak MepCcreKTUBHBIX MaTEPUAJIOB [IJIsI XpaHe-
HUS BOJOpPOAAa B METAUIOTMAPUIHBIX aKKyMYJISITOpax
[1—4]. Onnako HapsioTy ¢ JOCTOMHCTBAMM CYIIIECTBYIOT
Cepbe3HbIE MPOOJIEMbI Ha IMTyTU MPAKTUYECKOTO ITPUMe-
HEHUsI MarHus JJis XpaHEeHUs BOJOPOJA: BbICOKas
TeMmIlepaTypa peakliuii THIPUPOBaHUS U AETUIPUPO-
BaHu4 B cucreme Mg—H,, Gonpluas Teruiora peak-
LIUU U MeJIJIeHHasi CKOPOCTb TMAPUPOBAHMUSI.

TEOPETUYECKUUN AHAJIU3

st obyieryeHrs yCJIOBUM TMAPUPOBAHUS TpUMe-
HSIIOT pa3jIMYHbIe CIIOCOOBI U MeTonuku [5—8]. On-
HUM U3 3(p(PEeKTUBHBIX METOMIOB SIBJISIETCS CTUIABJICHIE
Maraus ¢ 4—10 at. % amomunud [5, 9—12]. Baustaue
ATIOMUHUSI Ha YBEJIWYEHUE CKOPOCTU TMAPUPOBAHMS
MarHust 00yCJIOBJICHO HATMYUEM MHTEPMETAIIMYECKO-
ro coeauHeHUus1 Mg;Al |, Ha MOBepXHOCTH MarHus [ 5]
WIM Ha TpaHulle pasaeia 3epeH [9], oOpazoBaHueM
nepechiieHHbIx Mg(Al) TBepapix pactBopoB [10],
U3MEHEHUEeM MUKPOCTPYKTYphbl crijiaBoB Mg—Al u
¢da3oBBIMU IpeBpanieHusIMu [11].

IIpakTyecku Bo Bcex paboTax aBTOPHI OTMeda-
IOT, YTO AJIOMUHUI YBEIMUYMBAET CKOPOCTh TUIPHU-
pOBaHUSI MarHusl uU3-3a 0Opa30BaHUSI MHTEPMETAI-
JIMYeCKOro coeauHeHuss Mg,Al,, (Tak Ha3bIBaecMasi
v-daza) u ero ruapuaa. Tak, HanpuMmep, Py Harpe-
BaHUU cMecH rmopoiikosB Mg + 10 ar. % Al mipu 420°C
aJTIOMUHU CTIJIaBIISIETCSI C MarHUEM ¢ 00pa3oBaHUeM
Ha ITOBEPXHOCTU YacTUll Mg MHTEpMETAJUINIECKOTO
coenuHeHuss Mgj,Al;,, CBOOOJHOTO OT MPUCYTCTBUS
OKCUa U pearupyloliero ¢ BOAOPOAOM MpU TeMIepa-
Type 340°C. Bolmensomuiicss W3 o0pasyroleiics
TUAPpUAHOM a3kl BOAOPOH B3aMMOICHCTBYET C 4Ya-
ctuuamu Maraus [5]. Kpome Toro, o6pazoBaHue MH-
TepMeTaiiiaa Mgj;Al;, yCTAHOBJIEHO 1 MPU MCCIIeT0-
BaHWUU BOJIOPOJICOPONPYIONINX CBOMCTB KOMITO3UTHOM
cuctembl MgH,—AIH; (2: 1) [13]. T1pu uccnenoBaHumn
kommnosuta MgH,—10 mac. % Mg;Al;,, mony4eHHOTO
B IIIAPOBOI MEJILHUIIE M3 MHTEPMETAJUIAIA U TUAPU-
Jla MarHusi, yCTaHOBJIEHa 0o0Jjiee BBICOKAsl CKOPOCThb
abcopOLuu Bogopoja 1 OOJblIasi BOOOPOIHAS €M-
KOCTb KOMITO03UTa 1o cpaBHeHUto ¢ MgH, [14]. C no-
BBILIIEHEM TeMIIepaTyphbl TUAPUPOBAHUS BOJOPOIO-
€MKOCTh KOMITO3UTa yBeauuuBaeTcs oT 1.12 mac. %
mpu 120°C mo 6.50 mac. % mpu 200°C, 9yTo aBTOPHI
paboThl OOBSICHIIOT CHUHEPTeTHYEeCKUM 3P dEeKTOM
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KATaJIUTUIECKOI aKTMBHOCTU MHTEPMETAILINIA U Ha-
JInaus 1eeKToB Ha TTOBEPXHOCTU MarHusi, oopa3yio-
IIMXCS B IIpOliecce MPUTOTOBIICHSI KOMIO3uTa [ 14].

ITo manueiM [15], oOpasyroleecs B cucteMe Al—Mg
WHTepMEeTAJTNIeCKoe coennHeHue y-Mg;Al;, ma-
BUTCSI KOHTPY3HTHO T1pH 470°C, M30CTPYKTYPHO ¢ 0i-Mn
U KPUCTAJUIU3YETCS B KyOMYECKOM CUHTOHUY C Iapa-
MeTpoM penreTku a = 10.4691—10.5916 A. YcraHos-
JIEHHBIM MHTEPBAJI ITapaMeTpa pellleTKU CBSI3aH C Ha-
JINYMeM y MHTEepMeTa/uIuaa 00J1acTi TOMOTEHHOCTHU
55—62.5 ar. % Mg (Teopetnuecku Yy-cdasza cocraBa
Mg ;Al,, conepxut 58.62 at. % marums) [16].

B paborte [17] oTMeuaeTcst 3aBUCUMOCTb BOAOPO/I-
COPOLIMOHHBIX CBOMCTB MHTEpMETA/UIMAA OT criocoba
€ro MoJIy4eHUs] — MaKCUMaJIbHOI BOIOPOIOEMKOCTBIO
(4 mac. %) obnanmaer ruapunHas ¢dasa cIuiaBa, Iojy-
YEHHOTO CrieKaHUeM, ObICTPbIM 3aKaJlMBaHUEM C TTO-
clenyroleil 00padboTKOM B IIapOBOI METBHUIIEC W THI -
pupoBaHueM npu 320°C. PazMep yacTull CIUIaBoB, O-
JIy4eHHbBIX MTPY UCITOJIBb30BAaHUY 111APOBOI MEJTbHULIbI,
HaXOIMTCS1 B HAHOMETPUUECKOM JHarna3oHe.

Ha caareix ipu 250°C u3orepMax p—c B CUCTEME
Mg,Al,—H, miaTto, cooTBeTCTBYyIOlee oOpa3oBa-
HUIO Tapuaa, posisistercs mpu 0.06 MIla (0.04 MIla
MpU JeCOpOLNU), YTO MOATBEPKIAET CIIOCOOHOCTH
criaBa abcopobupoBath 3.2 Mac. % Bomopoda IIpu
5.3 MIla u necopbuposats ero mpu 250°C [18].

IIpu Temneparype runpuposanus 300°C [15, 16]
MHTEepMETAJIJIUI pa3jaraetcsi ¢ oopa3zoBaHUEM THU/I-
puma MgH, 1 MHTepMeTaIINIeCKOTO COeTMHEeHUS
B-Mg,Al;, KOTOpOoe Mpu 3TO¥ TeMIepaType ¢ BOIOPO-
JIOM HE€ B3aUMOOECTBYET:

v-Mg,,Al,+ 9H, — 43-Mg,Al; + 9MgH,. (1)

B atmocdepe Bonopona rpu JajbHEHIIeM ITOBBITIIE-
Huu Temnepatypbl 10 350°C NMporcxXoauT pasioKeHre
obpa3oBaBIiierocsi MHTepMeTauaa B-Mg,Al; o pe-
aKIUK:

B-Mg,Al, + 2H, — 2MgH, + 3AL Q)

Takum oOpa3oM, cMeCh aTIOMUHUS (M1 TBEPAO-
ro pactsopa Mg ;Al; g Ha OCHOBE aTIOMUHUS 10 JaH-
HbIM OoJiee paHHeit paboThl [19]) c TtuapuaOM Maraus
SIBJISIETCSI KOHEYHBIM MMPOIYKTOM F'MAPUPOBAHUS UH-
TepMeTaiIniaa y-Mg;,Aly, B TeMriepaTypHOM MHTEP-
Bajie 250—350°C [18, 20], yTo neracT MHTEpMeETaJUINI
HETMPUTOAHBIM JIJISI MCTIOJb30BaHUS B aKKyMYJISITO-
pax Bogopoaa. OIHO U3 pelLIeHU 3TOM ITPOOJIeMbl —
CHUXXEHUE TeMIlepaTypbl TUIPUPOBAHUS, T.€. OMpe-
JIeaeHre 0oyiee MIATKUX YCIIOBUM CUHTE3a TUIPUIHOMN
¢a3zbl. Panee Hamu [21—23] ObLI10 MOKA3aHO, UTO HC-
MOJIb30BaHWE aMMHUaKa BMECTO BOJOpOAa JJIsI TUAPHU-
pOBaHUS METAJIOB, CILJIABOB U MHTEPMETAJIJIUIOB B
psizie ciydaeB MO3BOJISIET BECTU IMpoliecc oOpa3oBa-
HUS TUAPUIHBIX (ha3 B 60siee MITKUX YCIOBUSIX C CO-
XpaHEeHUEM UCXOJHOM METAJNIMYECKOM PEILIETKU.

ILlenp paGoThl — oOmpeneleHnue OITUMATbHBIX
YCIOBUI TUAPUPOBAHUS MHTEPMETAIIMYSCKOTO CO-
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OOKHH u np.

enHeHus Y-Mg;Al;, BomoponoM u aMMuakom 6e3
TUIPOTeHON3a U IMCIPOTNIOPLIMOHUPOBaHUS.

OBBEKTHI 1 METO/JIbI

OO6pa3lbl  MHTEPMETALTUYECKOTO  COENMHEHUS
Mg,,Al;, TOTOBWIN CIIJIaBJI€HUEM IIMUXThl U3 METasl-
JIOB 4yncToToit 99.95 (Mg) 1 99.99% (Al) B 3neKTpO-
JIyTOBOI TMeYU C HEePacXOdyeMbIM BOJb(MOPaMOBBIM
9JIEKTPOAOM IIOf, JaBJIE€HWEM OYHUINEHHOTO aproHa
0.2 MIla.

Pentrenodaszossiii aHanu3 (P®A) o6pa31os mpo-
BOJIIMJIM METOJIOM IIOpolllKa Ha audpakToMeTpe
ANII-1 (CuK,-u3nyyenue). [lorpemrHocts omnpene-
JICHUsI TapaMeTpPOB KPUCTALIMYECKUX PEIIETOK He
npessbiana 0.005 A. [ToxHonpodmIbHOE YTOUHEHIE
MpoBOAWJIM OeccTpyKTYypHBIM MeToaoM Jle beiina c
KCIO0JIb30BaHUEM MPOrpaMMHOTO Mpoaykra Powder-
Cell 3.3.

MuUKpPOCTPYKTYPY M JTOKAJTBHBIN 3JIEMEHTHBIN CO-
CTaB CILJIaBa MCCJIEIOBAIM METOJAMU CKaHUPYIOLIeit
3JIEKTPOHHOK MUKpockornuu (CHOM) (Bo BTOPUUHBIX
1 OO0paTHO pacCESHHBIX DJIEKTPOHAX) U PEHTIEHO-
CcTpyKTypHOTro MukpoaHanusa (PCMA) ¢ ucnoias3o-
BaH1eM 2j1eKTpoHHOTO MuKpockona VEGA TESCAN
npu yckopsmomeM Hampsokenun 20 xB. O6paszsern
MUKpolunda clulaBa TOTOBUIM UIIM(pOBaHUEM Ha
aOpa3sMBHBIX MOJOTHAX C OKOHYATEJIbHOM MOJUPOB-
KO ITpY MOMOIIIM aJIMa3HOM CyCIIeH3UM 1 MKM.

TepMuyeckyo yCTOMYMBOCTD IIPOAYKTOB peak-
oW MCCIeOOBAIM Ha YCTAaHOBKE CHUHXPOTPOHHOTO
TIr—-ATA/OCK ananuza STA 409 Luxx ¢upMbl
Netzsch. Perucrpanuio kpuBbix nmorepsb Beca (TI') u
TuddepeHIMATBHYIO CKAHMPYIOIIYIO KaJIOPUMET-
puto (JICK) nmpoBoauiu Ipu mporpaMM1IpyeMOM Ha-
rpeBe co cKkopocThio 10 rpag/MuH B IIOTOKE aproHa.

VYienbHyI0 MOBEPXHOCTD (Sy,) 00pasIioB onpee-
JISLIW 110 BeJIMYMHE HU3KOTEMIIepaTypHOI amcopo-
OUU KPUIITOHA TTOCJIe yIaJleHUus M3 TBEPIOM (a3nl
JIETy4HUX MPONYKTOB B Bakyyme 1.3 x 1073 I1a mipm
300°C B TeyeHME 5 4 M pacCUMTHLIBAJIM METOIOM
Bpynayspa—9mMmera—Temnepa. ITorpenrHocTs ompe-
nenenusd £10%.

CoctaB oOpasyomuxcs ¢a3 ycTaHaBJIMBaIU Me-
TOAAMHM BOJTIOMOMETPUUYECKOTO M XMUMUIECKOTO aHa-
Ju3oB. KonuyecTBo Bogopoaa v a3oTa oIpenessiiv
Ha CHNS/O-anemeHTHOM aHanu3aTope Vario Micro
cube Elementar GmbH. AHann3 Ha conep>kaHue XJI0-
pa BBITIOJHSUIU TYPOUIUMETPUUECKIM METOIOM.

JlaBieHre BOIOpOaa M3MEPSIIN O0pa3llOBBIM Ma-
HoMeTpoM MO kiacca TouHoctu 0.4.

BOKCINEPUMEHTAJIbHAA YACTb

J11s1 06paboOTKM BOJOPOAOM M AMMHAKOM I'OTOBH -
JIM IOPOILIIOK CIJIaBa U3MeJIbUeHNEM KOPOJIbKa B Me-
TAJUIMYECKO CTyIKE C MOCICAYIOIIMM OTCEBOM
dpakumm ¢ pasmMepom vactuil 200 MkMm. YiaenpHas
Ne 9
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Spectrum 6

Spectrum 5

Puc. 1. M300pakeHre yyacTKOB MUKpOILIM(a CIIaBa BO BTOPUYHBIX (a) M 0OpaTHO pacCesTHHBIX 2JIEKTpoHax (0).

MOBEPXHOCTh (Sy,) TaKOro TOPOIIKa COCTaBJIsIa
0.08 m?/r.

T'vunpupoBaHue MHTEpMETAJUIMAA ITPOBOIIN BbI-
COKOYMCTBIM BomopoaoM (99.99%), BeinesnsieMbIM Ipu
HarpeBaHUM METAJUIOTMIPUIHOIO akKKyMyjIsTopa Ha
OCHOBE MHTEepMeTaJInYeckoro coenHeHust LaNis.

Xitopua aMMOHUS KBaJIU(pUKaIMU “X. 4.” CyIInIn
BakyymupoBaHueM B TedeHre 9 4 mpu 150°C. Ocy-
IIEHHBbI MeTajuinyeckuMm Hatpuem NH; umen uu-
croty 99.99%.

T'uapupoBaHue MopollKa CriaBa BOAOPOIOM U
aMMHaKOM OCYIIECTBIISUIM B KOHTEHepe M3 HepKa-
BEIOIIEil CTaJIM, TOMEIIEHHOM B PEaKTOP-aBTOKJIaB
J1abopaTOPHOIl YCTAHOBKU BBICOKOIO JABJICHUST €M-
KOCTBIO 60 MIT.

Ilepen rmmpupoBaHMEeM BOTXOPOIOM CIUIaB Mac-
coii 2—3 r moaBepraau MpeaBapuTeIbHOM Aera3alun
B BakyyMe ~1 [la mpu KOMHATHOIi TeMIiepatype win
npu 300—450°C B TeueHme 1 9 ¥ TIpH STOM Ke TeMITe-
paType aBTOKJIaB 3aIIOTHSIIN BOIOPOIOM IO JaBJie-
HueMm 3.0—4.5 MIla. [1ocne okoHYaHUS TUAPUPOBA-
HUS aBTOKJIAB ¢ 00pa3IioM ST yCTAaHOBJICHHS paBHO-
BeCHs BBIIEPXMBAJIA B TEUCHWE HECKOJBKUX YacOB
MpU KOMHATHOI TeMIiepaType.

B3aumopeiicTBue mopoiiika ciiaBa ¢ aMMUAaKOM
WCCIeNOBaI TIpU HavYaJbHOM HaBJICHUM aMMMaKa
0.6—0.8 MIla nipu ucnonszosanuu NH,CI (10 mac. %
OT KOJIMYECTBA UHTEPMETA/UINAA) B KaUueCTBE aKTU-
BaTOpa Mpoliecca B KOHTeHHEepe M3 HepxKaBerollei
CTaJid, MTOMEIIEHHOM B peaKTOpP-aBTOKJIAB yCTAHOB-
KU BBICOKOTO AaBJieHUs eMKocTbio 60 M. HaBecky
IpUTOTOBIEHHOM cMecu mopomkoB (0.8—1.0T) Baky-
ymupoBanu 10 nasaeHus ~0.13 I1a B reuenue 30 MmuH
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MpU KOMHATHOM TeMIlepaType, B peaKTop MomaBain
aMMmuak 1 octaBiisiiiv Ha 30 muH. [lanee peakTop Ha-
TpeBajy 10 3aaHHOI TeMITepaTypbl, BbIACPXKUBAIU B
TeueHue 3 4, oxnaxaanu 10 ~20°C u cHoBa HarpeBa-
ym. [ToCKOIBKY B X0O/Ie B3aUMOIEUCTBUS TTPOMCXOIUT
yBeJlIMYeHue aaBlieHUss B cucrteme (mo 1.5 MIla),
OKOHYaHMe TIpollecca OIpeneasiyiu Io TpeKpalie-
HUIO U3MeHeHUs naBiieHus. [loce mpoBeneHusT He-
CKOJIbKUX IIMKJIOB HarpeBaHUEe—OXJIaKIEHUE aMMU-
aK copacbiBaJIu B Oy(PepHYI0 eMKOCTb, TIPOIYKTHI pe-
aKIIMA BBHITPYXKaTd B WHEPTHOM artMmocdepe u
aHATM3UPOBAJIU.

VYnanenue NH,Cl 13 npoayKToB B3aUMOIENCTBUS
OCYLIECTBJISIN 00paboTKOI aOCOMIOTHBIM 3TUJIOBBIM
CITUPTOM TIpU TIEpEMEITMBAaHUY CMECH B TeueHue 1 9
pyu KOMHATHO TeMIiepaType (mpolenypy IoBTOPsI-
JIV IBaKIbI).

PE3YJIbTATbBI 1 OBCYXIEHHUE

ITo nanubiM PMA 1 XMMUYECKOTo aHaK3a, BbI-
IJIaBJIeHHBII cIiaB omHoda3Hbiii. M3 CcHMMKOB
COM (puc. 1) u nanabix PCMA, niojlydeHHBIX € pa3-
JIMYHBIX YYaCTKOB (Tabi. 1) ¥ COBIAAAIOLINX MEXIY
co0oi1 B penenax NorpelrHoCT!, CIeayeT, YTo oopa-
3ell CIJIaBa MMeeT OTHOPOIHYI0 MUKPOCTPYKTYPY, a
TakKxXXe 3JIEMEHTHBI COCTaB.

Ha peHtrenorpamme cruiaBa (puc. 2) IpucyTCTBY-
IOT OTPaXXEHMSI, COOTBETCTBYIONIME JIUIIL ha3ze MH-
Tepmetanuaa MgpAl, (y-dasa Ha daszoBoit nua-
rpamMme cuctembl Mg—Al [15]) ¢ nepronom KpucTtai-
anueckoil peuretkn a = 10.5196 A, uro BxOZMT B

2019
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Puc. 2. PeHTreHorpaMma 1mopolIika cruiaBa u TeopeTude-
CcKasl peHTreHorpaMMa KpHCTaJUIMYecKOi OULK-(ha3bl ¢
np. rp. 1443m (Ne 217), xoTopas oTBevaet baze Mg 7Al |,

CO CTPYKTYPHBIM THUIIOM O-Mn (CIUIOIIHAsE KpUBas).
BepTukajabHBIMK IITPUXaMU TMOKa3aHbl COOTBETCTBYIO-
IIMe TOJIOXKEeHUsI OpPerroBckux peduiekcoB sl JaHHOM
da3bl ¢ OTHOCHUTEIBLHOW MHTEHCHMBHOCTBIO HE MeHee

0.5%. BHU3Y — pa3HOCTHBII CITEKTP.

YCTAHOBJIEHHBIN M3-3a 00J1aCTM TOMOT€HHOCTU WH-
TepBaJl 3HAUeHU I MapaMeTpa d.

CnaB gera3yupoBajid IIpY KOMHATHOI TeMIlepa-
Type B BakyyMe ~1 Ila B reuenme 1 4, a 3aTeM TUIpH-
poBayix 1.5 Mec. TIpu HaYaJlbHOM J1aBJICHMM BOIOpPOIa
3.0 MIla Takxe Mpu KOMHaTHOM TemIiepatype. [1o
MTaHHBIM XMMWYECKOTO aHajIM3a, IOJIyYeHHBII Ipo-
oykT comepkut 0.1 mac. % Bomopona, T.e. B Ipoliecce
TUAPUPOBAHUS IIPOUCXOIUT 00pa30oBaHUE TBEPHAOIO
pacTBOpa BOAOpOIa B MHTEPMETAUIMIE C IapaMeT-
pom pemetku a = 10.5205 A (puc. 3). YaenbHas 1o-
BEPXHOCTH NpoayKTa cocTtapuseT 0.33 M2/r, uToO Tak-
K€ CBUAETEbCTBYET O TIPOUCXOISIIIINX UBMEHEHUSIX B
xone ruapupoBaHus oopasua. Ilo nanaeM JITA, Ha-
rpeBaHue MPOAYKTa T'MAPUPOBAHMSI COIPOBOXIAETCS
MOCTENEHHOM MoTepeil MacCchl A0 MOSIBICHUST DHAO-
TepMryecKoro rmka npu ~470°C, COOTBETCTBYIOIIETO
TeMIleparype IJlaBjieHUs1 UHTepMeTauinaa Mg,Al .

IMoBelmieHne Temreparypbl aerazanuu (1 4) u
rugpupoBanus (45 4, 30 uukios 1o 1.5 1) mo 300°C
npu gasiieHun Bogopona 4.0 MIla He mpuBOAUT K
TUAPUPOBAHUIO CILIaBa, T.€. B TAKUX YCIOBUSIX pa3-
JIOXXEHHUE CIjIaBa Mo ypaBHeHUIO (1) HEe MPOUCXOIuT,

OOKHH u np.
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Puc. 3. PeHtreHorpaMmMa nopoliika cruiaBa rocJje ero Ha-
BOJOPOXMBAHUS B TeUeHUE 1.5 Mec. Mpu HaYaJIbHOM AaB-
nenun Bomopona 3.0 MITa. CrutonrHast KpuBasi — Teope-
TUYECKasi pPEHTIeHOrpaMMa KpUCTALTNYECKOM OLIK-(ha3bl
c np. p. 143m (Ne 217), koTopast oTBeuaeT base Mg;Al |,

CO CTPYKTYPHBIM TUINIOM O(- Mn. BepTUKaJIbHBIMU LITPU-
XaMM TTOKa3aHbl COOTBETCTBYIOIIIME TTOJIOXKEHUST OpPEerroB-
cKMX pedJeKCOB Il AJaHHOW a3kl C OTHOCUTEIBHOI
MHTEHCUBHOCTBIO He MeHee 0.5%. BHU3y — pa3HOCTHBbIM

CITEKTP.

4YTO, BEPOATHO, OOBSICHSIETCS KPYIMHOKpUCTAJJITNY -
HOCTBIO UCXOJHOI'O ITOPOIIKaA.

T'uapupoBaHue uHTepMeTauinaa npu 350°C mo-
cJie Aera3aluy IIpy 3Toit xke Temmnepatype (1 4) u naB-
Jnenun Bogoponaa 3.0 MIla npu ob11ieM BpeMeHHM CUHTE -
3a 24 4 compoBOXaaeTcs, 110 JaHHbIM PMA, yacTud-
HBIM pa3lIoXKeHNEM MHTepMeTaIlIiAa ¢ 00pa3oBaHUEM
runpuaa Maraus o-MgH, (a = 4.5182, ¢ = 3.0188 A)n
TOSIBJIEHUEM CJISAOB altoMUHUs. M1 TOJIbKO MPU MOBBI-
LIEHUH TeMIiepaTyphl ruaprpoBanus 10 390°C npouc-
XOIOUT TIOJHOE Pa3jioKeHUe CIUIaBa C 0Opa3oBaHUEM
CMeCU TUIIpUAA MarHusi U aJlOMUHMS, TIPUYEM CO-
JIepXaHue BOOopoaa B Heil He TIpeBhIacT 4 Mac. %.

IIpoaykT o006pabOTKMU cCIUIaBa BOOOPOAOM IIpH
450°C mpencrasisieT co0Oil Mociie nera3aluu, I10
JaHHBIM XUMHUYecKoro aHanusa u PPA, ncxomHoe
MHTepMeTaUTnuecKoe coeqruHenue (a = 10.5258 A) ¢
MPUMECKIO CIIEIOBBIX KOJIUUECTB aTioMuHus. Obpa-
30BaHME HMCXOMHOIO WHTEpPMETa/UIMAA CBUACTEIb-
CTBYET O IpoliecCe PEKOMOMHALIMU IIPOAYKTOB pa3-
JIOXKEHUSI Y TIOATBEPKIAET STOT U3BECTHBII U3 JINTE-
patypsl ¢daxT [13, 16].

Taoauua 1. Janusie PCMA (Mac. %), moslydeHHbIE B ABYX Pa3HBIX “TOYKax” M Ha MATH Pa3IMYHbIX YIacTKaX IUIOIIAIbIO
~100 % 100 MUKPOH KaxXnbIii (TI0 CTEXMOMETPUH, COIepKaHne MarHus B Mg ;Al;, cocrasisier 56.07 mac. %)

B “Touke” IMo nnomanu
Meramn
6 7 1 2 3 4 5
Mg 52.9+£0.7 52.7£0.8 52.9+£0.7 52.5+0.7 52.5%£0.7 52.85£0.7 52.8 £0.7
Al 471+ 1.1 473+ 1.1 471+ 1.1 475+ 1.1 475+ 1.1 4715+ 1.1 472+ 1.1

XYPHAJI HEOPTAHUYECKOMN XUMUU

TOM 64

Ne 9 2019



IT'MAPUPOBAHUME MHTEPMETAJUNIMYECKOTI'O COEIJUHEHUA Mg;Al},

913

Tabimua 2. YcaoBus 1 pe3ynbTaThl B3aUMOAEICTBUS ¢ aMMUAaKOM MHTepMeTauinna Mgi;Aly,

YcnoBus cuHTe3a [TponyKThl B3auMOAECTBUS
No napaMeTphl 2JIEeMEHTapHOMU
obpasuia t,°C Pnn,» MITa | dasoBblii cocTas staciixi, A Sy M2/T
a c
1 100 0.84 Mg,Al,H, 10.5262 — 10.0
2 150 0.86 Mg,AlLH, 10.5214 — 13.9
Mg(NH,),*
3 200 0.86 Mg ;AL H, 10.5256 — 16.2
Mg(NH,), 10.37 20.15
4 250 0.86 Mg Al H, 10.5571 — 15.6
Mg(NH,),*
5 300 0.84 Mg ;AL H, 10.5755 — 14.7
o-MgH, 4.5069 3.0161
6 350 0.77 a-MgH, 4.5030 3.0210 4.5
Mg,Al, 28.220 —
Al 4.0515 —
7 400 0.77 a-MgH, 4.5100 3.0190 8.0
Mg,Al, 28.230 —
Al 4.0529 —
8 450 0.74 Al 4.0531 — 6.3
9 500 0.79 Al 4.0528 — 11.5
Mg;N, 9.9635 —

* Cie1oBbIE KOJIMYECTBA.

VYcinoBug U pe3yibTaTbl 00pabOTKM MHTEPMETAI-
JIMJIa aMMHaKoOM MpuBeaeHbI B Tadi. 2. [Ipomomku-
TEJILHOCTb HarpeBaHUS B KaXKIOM OTJICJIbHOM CUHTE-
3e cocTtabirsia 30 4. VI3 mpuBeIeHHBIX JAHHBIX 10 CO-
CTaBy IIPOOYKTOB peaklMU BUIHO CUJIbHOE U
onpeelsiolice HalipaBIeHUE B3aUMOACHCTBUS BIIV-
STHUE TeMIIepaTyphl.

Oo6pabotka ammuakoM npu 100°C (tabi. 2, odpa-
3elr 1) MpUBOIUT TaKKe K 00pa30BaHMIO TBEPIOTO pac-
TBOpa Bomopona B MHTepMeTautiae (a = 10.5262 A) ¢
OTHOBPEMEHHBIM M3MeJTbYeHUEM CITIaBa CO 3HAYM-
TEJTbHBIM (Ha HECKOJBKO ITOPSIKOB) TOBBIIICHUEM
yaesnbHol nosepxHoctu (ot 0.08 mo 10.0 M?/1).

IMoBbilIeHWE TemIiepaTypbl B3aUMOJEUCTBUS 10
150°C (Tabma. 2, o6pasell 2) BBI3bIBACT MeIJICHHbII
pacriaji MUICXOJQHOr0 MHTepMeTa/UIuAa, O YeM CBUIIC-
TEJILCTBYET MOSIBJICHUE B TIPOAYKTAX PeaKIIMU CJIeI0-
BbIX KosinuecTB amuaa maruuss Mg(NH,),. Konauue-
CTBO TOCJIEIHETO 3HAYMTEIBHO YBEJIUUUBACTCS TP
JaJibHel11IeM MOBBIIIIEHU W TeMITepaTypbl peakluu 10
200°C (mra Mg(NH,), mapamMeTphl pelreTK cocTaB-
astiot a = 10.37, ¢ = 20.15 A; ta6. 2, o6paserr 3), HO

XYPHAJI HEOPTAHUYECKON XUMHU  Tom 64
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npu TeMitepaTtype obpabotku 250°C (tabi. 2, obpa-
3ell 4) OHO CHOBa YMEHBIIAETCS 10 CJIETOBBIX KOJIM-
YeCTB M3-3a €ro Pa3IoKeHUS.

ITpu Temmneparypax o0paboTku amMmMuakom 150—
200°C (Tabma. 2, ob6pa3upl 2 1 3) TakKe IPOUCXOAUT
0o0pa3oBaHVEe TBEPIOTO PacTBOpa BOOOPOIA B MHTEP-
Metaumae cocraBa Mg,Al,,H,. IToBbiueHue temmne-
patypsl Ao 250°C (tabJ. 2, obpasell 4) BbI3bIBaeT Oosiee
TTOJTHOE TUAPUPOBAHNE MHTEpMETAINAA ¢ 00pa3oBa-
HUEM I'MIpUIHOI dasbl ¢ mapamerpoM a = 10.5571 A.

Ha pwuc. 4 mipuBeneHa TepMorpaMma IIpOIyKTOB
B3aMMOCHCTBUSI UHTEPMETA/UIMIA C aMMUAKOM TIPU
200°C (Tabu. 2, ob6pasen 3). Ha kpusoii JICK BUIHBI
yeThIpe 9HAOTepMMUYecKuX nuka npu 113, 189, 304 u
470°C, KOTOpble COOTBETCTBYIOT TeMIlepaTypaM BbI-
IeJIeHUsI alicopOMpPOBAaHHOTO aMMMaKa, pa3IoXeHMUST
aMmuaa MarHus, pasfoXeHUs XJIopuaa aMMOHUS M
IUIaBJICHUSI MHTEPMETAJLIUAA COOTBETCTBEHHO.

O6paboTka aMmmuakoMm cruiaBa ripu 300°C (Tab:. 2,
obpasell 5) COmpoBoOXKaaeTCs 00pa3oBaHUEM TUAPUIA
MmarHusi oi-MgH, (a = 4.5069, ¢ = 3.0161 A) ¢ coxpa-

HeHueM ruapuaHoit dasel Mg;Al;,H, kak BTOpOro

2019



914 OOKHH u np.
TT, % JCK, mB/Mmr
104 T3K3o 1.2
102 1.0
100 0.8
0.6
98
04
96
189.4°C 0.2
94
0
92
—-0.2
90 + . 470.0°C
1|l3.3 C 41-04

1 1
50 100 150 200

1
250

1 1 1 1
300 350 400 450

Puc. 4. Tepmorpamma o6pasua 3: kpusble JCK (/) u TT (2).

nponykTa peakuuu. [1py ganabHeieM MOBbIIIIEHUN
Temrepatypsl 10 350°C (Tab:. 2, obpaselr 6) mpoliecc
B3aMMOJIECTBUSI C aMMMAKOM TPOXOAUT COIJIACHO
ypaBHEHUIO (2) — ¢ MOJHBIM UCUYE3HOBEHUEM B IIPO-
IyKTax peakiuu TMaApuAHON (a3bl MHTEpMeTaUIUIA,
MOSIBJIEHNWEM TIPOJYKTOB €ro pa3jioxXeHus: (MHTepMe-
tajuuaa Mg,Al; u amomunus, a = 28.220 u 4.0515 A
COOTBETCTBEHHO) U COXpaHeHUEeM (a3bl TUTUAPUIA
marHus. ConepxaHue BOIOPOJa B MPOAYKTax peak-
1uu, mojrydeHHbIX ripu 300 u 350°C (tadin. 2, obpa3-
bl 5 1 6), He mpeBbiaet 4.1 mac. %. YKazaHHBII cO-
CTaB IPOIYKTOB IIJist o6pa3iia 6 (Tabi. 2) coxpaHseTcs
1 1ipu mpoBeaeHuM peakuyu mpu 400°C (tab:a. 2, 00-
pazen 7).

IMTponykTom 00pabOTKM MHTepMeTauaa MgpAl,
amMuakoMm 1ipu 450—500°C (ta6:a. 2, obpasisl 8, 9)
SIBJISIETCSI CMECh ATIOMUHMUSI C HUTPUAOM MarHusi, 00-
pas3yIolIMMCs TIPU pa3IoKeHUN TMApUIa MarHus.

OoOpamaloT Ha ce0s1 BHUMaHKE OOJIbIIOE pa3Jiv-
Yyue B 3HAYEHUSIX yIeJIbHOU MOBEPXHOCTU MPOAYKTOB
(maHHBIe IpUBEACHBI B TaOJ. 2) U OTCYTCTBUE 3aKO-
HOMEPHOCTH U3MEHEHUS 3TUX 3HAYEHU I, YTO, BEPO-
SITHO, OOBSICHSIETCS PA3IMYHBIMU HaIpaBIECHUSMU
peakiuy B3auMOAEHCTBUSI C aMMUAKOM MPU pa3HbIX
TeMmIiepaTypax M, COOTBETCTBEHHO, 0Opa3oBaHUEM
BEILIECTB Pa3JIMuHO cTereHu aucnepcHoctu. K to-
My € OMNpEeIeJICHHbIId BKJad MO YMEHbIICHUIO
yAEJIbHOI MOBEPXHOCTH BHOCUT ClieKaHUEe 00pasyro-
111eficsi cMecH TOPOIIIKOB, ITPOUCXO/IsIiiee Tpu 0osiee
BBICOKMX TeMIIepaTypax.

SAKJTIOYEHUE

T'unpupoBanue 200-MUKPOHHOTO TIOpOIIKA WH-
TepMeTANINYECKOro coeAuHeHus1 Mg;,Al;, Bomopo-
1oM TipoucxoauT mipu 390°C ¢ obpa3zoBaHUEM CMeCHU

XYPHAJI HEOPTAHUYECKOMN XUMUU

TUApUAa MarHUsI ¢ aAIIOMUHUEM, COlepXXaH1e BOJO-
poma B TIPOAYKTe peaKIIMK He TIpeBhIIacT 4 Mac. %.
BeposiTHO, KpYMHOKPUCTALUIMYHOCTh MOPOILIKA WH-
TepMeTaIUa TIPEMSITCTBYET MPOTEKAHUIO TPEIIo-
JKEHHOTO BbIIIIe MEXaHU3Ma TUAPUPOBAHMS COeTUHE-
HUS TI0 IByM CTaAWsIM U UCMOJb30BAHUIO MSTKOTO
CUHTEe3a JJIs MOJIYyYeHUS TTPOAYKTa C MAaKCUMAJIbHBIM
KOJIMYECTBOM Bojaopoja. B cBoto ouepenb, ruapupo-
BaHWE MHTEPMETAJIIIUIa aMMUAKOM COIPOBOXKIAETCS
MOSIBJICHNEM B MPOAYKTe peakluy TUIpUaIa MarHusl,
Ho npu 300°C, uyto Ha 50°C HMXe TeMIlepaTypbl pe-
aKlMu TUJIPUPOBaHUS BojaopoaoM. Bompopomoem-
KOCTb MPOAYKTOB B3aMOACHCTBUSI UHTEpMETaIMIA
C aMMMakKoM, mpoBeneHHoro npu 350°C, cocTaBisieT
3.9 mac. % Bomopoza, a HaJIn4Me B HUX MHTEpMETal-
Juna Mg,Al; cBUIETENBCTBYET O IBYXCTaIUMHOCTHU
3TOTO Mpoliecca. BoIBoa 0 BIUMSHUM pa3Mepa YacTUIL
MOpOIIKAa HAa MEXaHU3M U PE3YJIbTaThl TUAPUPOBAHUS
JlaeT OCHOBAHUE [JIs1 TIPOAOJIKEHUSI ONTUMU3ALIUU
YCJIOBUI TUAPUPOBAHUS CIIJIaBOB B cuctemMe Mg—Al B
HampaBJIeHUU YMEHBIIEHUSI pa3Mepa 3epeH UHTEp-
MeTaJUIuAa, 4YTO BO3MOXHO IIPU HCIIOJIb30BAHUU B
KauyecTBe 00ObEKTOB UCCIIeIOBaHUS CILJIABOB 3BTEKTH-
YECKOro cocTaBa U MOIM(PUIIMPOBAHHBIX METOAAMU
TJIaCTUYECKOI JedopMaliuu.

PMHAHCHUPOBAHUE PABOTHI

PaGora BrImonHeHa mpM (UHAHCOBOI ITOIIEPIKKE
MuHo6pHayku Poccuu (cornamenue Ne 05.574.21.0209,
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