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B3ANMOJENCTBUE MEKAY KOMIIOHEHTAMHA
MHOPOHIKOBBIX CMECEHN HUKEJISA C TEPMAHUEM
MNP MEXAHOXUMHNYECKOM CHUHTE3E

Jd3yraeBa MLA., Ky6anosa JI.M.
@I'BOY BO «Cesepo-Ocemunckuii 20Cy0apcmeentblil yHugepcumen
umenu Kocma Jlesanosuua Xemazyposa», Bradukaskas, e-mail: kubal@yandex.ru

OcymecTsien cunres criapob cuctembl Ni-Ge cocrasa Ni,Ge, MeTo10M MexaHuueckoro cruiasienus (MC)
B pe3ylIbTaTe MOMONA MHIUBUIYaIbHBIX IOPOIIKOBBIX KOMIIOHEHTOB B IUIAHETApHOW IapoBoi MenbHHuIE. IIpo-
BEJICH KaueCTBEHHBIN U KOMMYECTBEHHBIH (Da30BbIi aHATU3 MEXaHOCHHTE3UPOBAHHBIX CMIaBoB cocTasa Ni,Ge, ..
VCTaHOBJIEHO, YTO MPU MEXaHHYECKOM CIulaBieHuu cmeceit nopomkos Ni,Ge,. u3 Teepaoro pacrsopa Ni (Ge)
obpasyercs xumuueckoe coeunenne cocrasa NiGe, (B — dasa) ¢ HaHOKpUCTAIIIMYECKOH CTPYKTYPOH (~ 5-7 HM).
YcTaHOBIIEHO, YTO MEXaHOCHHTE3UPOBaHHBIH TBepAbIH pacTBop Ni (Ge) ycroiuns 10 Temneparyps > 400°C, mo-
ClIe Yero paciafaercs ¢ 00pa3oBaHHEM CMECH BBICOKOTEMIIEPATYPHOI (TeKCaroHalbHON) M HH3KOTEMIIEPaTypHOI
(MonoxkmHHON) Momudukauuii NiGe,, 4T0 noaTBepKAaeTCs dK30TepMUueCKUMU dbdexramu Ha kpusbix JTA.
TernoBbix 3 (hekTOB NPU HArpeBe MEXaHOCHHTE3UPOBAHHOM 3 — (ha3kl He HAONFONACTCS, YTO MOATBEPKAACT CTa-
OUIIBHOCTD €€ CTPYKTYPEL

(hasbl, KpHUCTAIINYECKas PellleTKa, TBEP/AbIH pacTBop

AND GERMANIUM DURING THE MECHANOCHEMICAL SYNTHESIS
Dzugaeva M.A., Kubalova L.M.
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Ni,Ge,; alloys were synthesized by the mechanical alloying (MA) as a result of milling of the individual
powder components in a planetary ball mill. A qualitative and quantitative phase analysis of mechanically synthesized
Ni,Ge,, alloys was carried out. It is shown that the mechanical alloying of mixtures of Ni Ge,, powders from a
solid solution of Ni (Ge) produces a chemical compound of the Ni,Ge, (B-phase) composition with a nanocrystalline
structure (~ 5-7 nm). It is established that the mechanically synthesized solid solution of Ni (Ge) is stable up to
temperature of >400°C and decays to form a mixture of high-temperature (hexagonal) and low-temperature
(monoclinic) modifications of Ni Ge,, which is confirmed by exothermal effects on DTA curves. Thermal effects
are not observed when the mechanically synthesized 3 phase is heated, which confirms the stability of its structure.
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MexaHOXUMHUYECKUI CUHTE3 ABJISIETCS CO-
BpPEMEHHBIM HHTEHCUBHO Pa3BUBAIOIUMCS Me-
TOJIOM TIOJTy9EHHUSI HAHOKPHUCTAJUINIECKUX TI0-
POIIKOBBIX MarepuaiioB [ 1, 2]. Llenbto qaHHOM
paboTHl SIBISIOCH M3YYCHHE ITOCIE0BATEIb-
HocTH oOpaszoBanusa ¢a3 B cucreme Ni — Ge
IIPU MEXaHMYECKOM CILIaBICHUH KOMIIOHEHTOB
U TIOCTIeTYIOIEH TepMOo0oOpadoTKe.

Jns MexaHOXMMHMYECKOro CUHTE3a CIula-
BOB HCIIOJIb30BAJIMCH MTOPOIIKHA HUKEINA Kilacca
«0c060it grcToTh (99,98 %) co cpemHUM pas-
MepoM gacTul ~ 40 MkM 1 repmanust — 99,97 %
co cpenHuM pasmepom yactui 70-100 Mxwm.
Cocras cMmecelt it nomona Ni — 38 ar. % Ge
ObUT BBIOpAaH M3 KOHLEHTPAIIMOHHOW 00JacTH
B-(ha3bl paBHOBECHOU AMAarpaMMbl COCTOSIHUS
Ni- Ge. Cmech nopoiikoB Ni u Ge B aTOMHOM
coornomenuu Ni Ge,, noasepranach moMoiy
B IUTAHETapHOH MmapoBoit MenpHUIE Fritch mpu
MIPOMBIBKE KOHTEWHEpa aproHom. [IpomykTer
nomomna nocne 1, 2, 5, 10 m 20 gacoB MexaHH-
YECKOTO CIUIABJICHUS HMCCIECAOBAIM METOJOM

PEHTICHOBCKOTO JTU(PPAKIIMOHHOTO aHAJN3a.
JudpakrorpaMmMbl CHUMalll Ha aBTOMATH3U-
POBAaHHOM PEHTI€HOBCKOM AHU(PAKTOMETPE
Hpon—4-07, cdokycupoBanHoM 10 bpery—
bperano ¢ ucnonb3osanuem Cu, — U3IydeHHs.
O0paboTka nudpakTorpaMM OCYyIIECTBISLIACH
¢ momomipio Habopa mporpamm X — RAYS.
Pacuer cyOCTpYKTYpHBIX MapamMeTpoB — Be-
JUYMHBI 00JIacTell KOT€PEeHTHOTO pacCesHUs
(OKP) u cpennexBaapaTHIHON MUKpoAedop-
Malluy IPOBOAMJICA C MCIIOJIb30BAHHEM Me-
Toxa Bumbsimcona — Xoita, OCHOBAaHHOTO Ha
pas3Hoil 3aBuCMMOCTH O1104HOTO U Aedopmany-
OHHOTO YIIUPEHUsI PEHTTCHOBCKUX JIMHUKA OT
yIila OTPasKeHHMSI.

Beutn onpenenens! (a3zoBbli cocTas, mapa-
METpBI penietok (az, pazmep OnokoB, D (HM)
M BEIMYMHA CpeIHEeKBajJpaTHIHON nedopma-
MU KPUCTAUTHIECKO pemeTkn ¢as, & (%).
Tak>ke 110 JaHHBIM PEHTIEHOTPAMM PacCUHThI-
BaJI BECOBOE colepkaHue (a3 B MPOTYKTax
MoMoJIa.
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Kanopumerpuueckue u3MepeHus: ObLIH
BhINONHEHbl Ha nipudope STA 499 F1 Jupiter
(cuHXpOoHHBIN TepMoaHanu3arop). Harpes 00-
pasloB TPOBOIMIICS CO CKOpOCThio 20 °/MuH
B BBICOKOTEMIIEPATypPHOU IUJIATUHOBOM Meuun
(mapku standart pts) B uHTepBane 25-800°C
B arMoc(epe resusi BHICOKOH OYHCTKU (Mapka
6A — 99,999 %). ToyHOCTH U3MEPEHUS TEMIIe-
parypsl coctasnser 1,5°C, TouHOCTh U3MeEpe-
HUA SHTanbIuu + 3 %. Jlnsg xkanuOpoBKU mpu-
0opa MCIOIB30BATUCH METAUTBI — Zn, Sn, Bi,
Al, Au. s ompeneneHus TeMIleparyp Tpe-
BpAILIEHUH U SHTAIBIIUN UCTIOIB30BAJIOCH MTPO-
rpaMMmHOe obecrniedeHne «Proteusy.

Hnst repMuueckoil 00pabOTKH MPOAYKTOB
IOMoOJIa IPUMEHSJICS MEeTO TUu(QepeHLnab-
HO-TepMmuueckoro ananusza (JTA).

O TtBepnodaznoii peakuuu Mexay Ni
u Ge B mpolecce MoMosia CMECH TMOPOIIKOB
CBUJICTEITLCTBYET XapakTep H3MEHeHHs aud-
paKkTorpamMm, 3amvCaHHbIX TOCIe Pa3THYHON
npoaoKUTETbHOCTH MC HCXOMHBIX KOMIIO-
HeHTOB. M3MeHeHue ¢a3oBoro cocraBa oopas-
LIOB B MpOLEcCce MOMoJia IMOKa3aHo Ha puc. 1.
IMocne 1, 2 u 5 4 nomona ¢a3oBbIli cOCTaB
00pa3loB WACHTHYECH, BMECTE C TEM Iepepac-

Ni-Ge

npejesieHne nHTeHcuBHOCTed muHuii Ni u Ge
CBUJICTENILCTBYET 00 W3MEHEHUHM COOTHOIIIE-
HUs (a3 B IOPOIIKaX.

Ha mudpaxrorpamme o6pasma mocie 10 g
MC kpome muauit Ni m Ge B mHTepBajie 20
~ 30-40°C mpucyTCTBYIOT ITWHUH (a3bl, 00-
pasylomencs npyu B3aUMOICHCTBUU KOMIIO-
HeHTOB. M3 pucyHka 1 MOXHO BUJIETh, YTO
nocyie 20 ¥ MC yBenuuuiach 10y yKa3zaH-
HOW (a3pl B 00pasie Mo CpaBHEHHIO C CO-
JIep’KaHueM HCXOJHBIX KOMIIOHEHTOB, HeE
BCTYNHUBIINX B TBepaodasHyto peakmnuro. O0-
pasoBaBmasicsi ¢asza XapaKTepU3yercs TeK-
CaroHaJbHOM KPUCTAJUIMYECKON pElIeTKOM
¢ mapamerpamMun  a=0,39158 + 0.0002nMm,
¢=0,50402 £ 0.00071Mm, c/a = 1.287 nn4 crua-
Ba mocje 10 ¥ MC u a=0,39130 + 0.0002HM,
¢=0,50514 £ 0.0005u1M, c/a = 1.291 mg cruta-
Ba nocie 20 v MC. Otnomenue c/a= 1,287
+ 1,292 CcOOTBETCTBYyeT TEepPMAHHUIY HUKEIS
Ni,Ge, (Ni, ,Ge) (IpocTpaHCTBEHHAs IpyII-
na P6.3/mmc) [4]. Pa3znuuue B mapamerpax
pemretku B — das3sl B 0Opa3nax oObsCHAETCS
nepeMeHHbIM cozepkanueM Ni u Ge mpu Be-
POSITHOM OTKJIOHEHUH OT CTEXHOMETPUIECKOTO
cocrana 5:3.

24

OTHOCHTENbHAA MHTEHCUBHOCTL(0.8.)
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Puc. 1. Jugppaxmozcpammol 06pazyos nocie paziuiHou npoooiiCumeibHoCmu nomod
cmeceti nopouikos Ni,Ge,
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YCTaHOBIICHO, YTO MMapaMeTphbl PELICTKH
Ge He MCHSIIOTCSI BO BCEM BPEMEHHOM UHTEp-
Basie MC, B TO BpeMsl Kak TapaMeTphl PELIeTKH
Ni yBenmnuuBaroTcs K MOMEHTY 00pa3oBaHUS
B — da3pr. OTO yKa3pIBaeT Ha TO, YTO TPOIIEC-
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cy obpasosanus coenunenus NiGe, npeniue-
ctByer pactBopenrne Ge B I'LIK pemerkn Ni
1 3apOKJICHUE HOBOW KPHUCTAITUIECKON (ha3bl
MPOUCXOANT W3 TIEPECHIMEHHOTO TBEPAOTO
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Puc. 2. Hzmenenue pazmepa 6noko6 D u cpednexéamuunoti mukpooepopmayuu pewemru <&>"? Ni

u Ge nocze pasnoui npooonsicumenvrocmu MC Ni ,Ge,
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Pazsutue  TBepmodazHoro - B3aUMOJEH-
ctBusi Ni ¢ Ge MpOXOIUT B CBSA3U C M3MEHCHU-
€M TIapaMeTpOB CYOCTPYKTYphl KOMIIOHEHTOB
(puc. 2) — pa3mepa OJT0KOB MO3aUKH KPUCTAIIIIH-
TOB ¥ CPETHEKBAIPATUIHON MHUKpOIehOopMaIin
KPHUCTAJUTMYECKHUX PEIIETOK, 00YCIOBICHHON Ha-
KOIUICHHEM M penakcauuedl aeopMaroHHbIX
nedekroB. Pazmep 65okoB D MOHOTOHHO yMEHB-
maercst kKak y Ni, Tak u 'y Ge, 4To yKa3bIBaeT Ha
(dopmMHpoBaHHE HAHOCTPYKTYPHOTO COCTOSIHUSI
B3aMMOJICHCTBYIOIINX KOMIIOHEHTOB.

CmiaBel, 00pa3oBaBIIMECS B PE3yabTaTe
MC, comepxatr MeracTaOWIbHBIC (hasbl, He-
CMOTps Ha TO, 4To mocie 20 4 moMora yxe 00-
pas3oBajics reKcaroHajbHbld repMaHu Ni co
crpykrypoii tuna NiAs (B8 ). Harpes cunre-
3MPOBAHHBIX CIUIAaBOB OBLT MPOBEAEH B Kajo-
pumetpe u kpusble JITA npuBeaens! Ha puc. 3.
Buano, 4ro mepexon MeracTaOHIBHBIX (a3
K PaBHOBECHBIM, mpucymmid criaBy Ni,Ge,,
MIPOUCXONT C TIPOTEKAaHUEM IK30TEPMHUECKUAX
peaknuit. s ob6pasma mocne 1 1 MC xapak-
TEpeH MHOTOCTYIEHYATBHIA MEpexo] MpH B3a-
MMOJACHCTBUN aKTHBHPOBAHHBIX MOMoOJoM Ni
u Ge k ¢pase Ni,Ge,, B T0 %e Bpems B 00pa3nax
nociie 10 u 20 y MC niepexoji 0T MeTacTaOMJIb-
HBIX (a3 K PaBHOBECHBIM MPOTEKAET B OIHY
CTaINI0. DTOMY TPEBPAIIEHUIO COOTBETCTBYET
OJTH DK30TEPMHUYECKHIA TMK B HUHTEPBAJIE TEM-
neparyp 150-400°C. ConocraBieHUe MakCU-
MaJIbHOW TeMIeparypsbl 3TOro M1Ka i o0pas-
noB nociie 1, 10 u 20 vy MC noxka3sbIBaeT, 4To

[OCK /(mBT/mr)
1 3k30

0.4

0.2 1

0.0 1

oHa ymensInaetcs B psaay 281 °C (1 1 MC) —
235°C (10 u MC) — 219,8°C (20 u MC).

Ha puc. 4 npuBenensl audpaKkTorpaMMbl
cmaa mociie 10 ¥ MC u mocneayromux oT-
skuroB B xoze JITA mo 400°C (a) u 800°C (0).
Bunno, uro yxe mnocie narpea no 400°C
B cruiaBe oOpasosanuchk (asbl B-NiGe, (rex-
caronanbHas) u B’- Ni,Ge, (Monoknmnnas) [3].

CormacHo jnuarpamme cocrtosiHusi  Ni-
Ge [5] TemneparypHblil iepexon B <> B’ mpo-
ucxogut mpu 382°C m MOKeT ObITh 3arop-
MOYXEHHBIM B PE3yJabTaTe COCYIIECTBOBAHUS
0b6enx ¢a3 B OTOXOKSHHBIX CITIaBaX.

YCTaHOBIEHO, YTO TPU BBICOKOIHEpTe-
THYECKOM IOMOJIE CMECEei MHIMBHIYaTbHBIX
KOMIIOHEHTOB MOYKHO JOCTHYb OOpa30BaHUS
B-¢asbr (Ni, ,Ge), koTopas SBISETCS HaHO-
kpucTaunueckoit (D = 7 HM) U XapakTepusy-
OIIEHCS 3HAUYNTENbHON MUKpoaedopmarmeit
Kpuctammaeckon pemerku (€ = 0,89 %). O6-
pasoBannto B—¢azel npu MC mpemmecTByeT
pactBopeHre Ge B KpUCTALUTUIECKON peleTKe
Ni ¢ oOpa3oBaHHEM MEPECHIICHHBIX TBEPABIX
PacTBOPOB, SABJSIOIIUXCS METacTaOMIbHBIMU
¢azamu. B cBsa3u ¢ 3THM KX pacnajn ¢ o0paso-
BaHUEM 3 — (pa3bl ABJSIETCS SK30TEPMUICCKUM
(ha30BBIM TIpEBpAIICHUEM, YTO HAIILIO CBOE OT-
paxxenue Ha kpuBblX JITA npu nzyueHuun me-
XaHOCHHTE3UPOBAHHBIX CIIABOB. TerIoBhIE
3¢ deKTH IpU HarpeBe MeXaHOCHHTE3UPOBaH-
HOM [} — (pa3sl He HAOMFOAArOTCS, YTO YKa3bIBa-
€T Ha CTa0MIIBHOCTD €€ CTPYKTYPHI.

Muk: 235.1 °C, 0.5152 mBt/mr

-0.2
Mux: 219.8 °C, 0.1286 MBTIWquaqenme 281.0 °C, 0.1129 mBT/mr
-0.4
-0.6 1
-0.8
-1.0
a
100 200 300 400 500 600 700
Temnepartypa /°C

Puc. 3. Kpuevte J]TA obpasyos Ni_Ge, nocie MC 1 u (a), 10 4 (6), 20 u (s)
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OTHOCHTENbHAA MHTEHCUBHOCTL(0.€)

x-b Ni5Ge3
o-b' NisGe3
* - Ni(Ge)

104 400T

30 40 50 60 70
20 Cu K
ox .
x-b leGe3
o o-b N|5Ge3
oxX

OTHOCUTEeNnbHasa umeucusuocrb(o.e)

X oX
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Puc. 4. Jughpaxmozpammer cnraea Ni ,Ge, nocie 10 4« MC u nocredyiowezo nazpesa
00 400°C (a) u800°C (6)

Takum oOpa3om, B pe3yibTare MaHHOU
paboTBl OCYIIECTBIEH IIOMOJI CILUIABOB CH-
crembl Ni-Ge B TUIaHEeTapHOW IIapoOBOM
MeJnbHHIE. BBIMonMHeH KaueCTBEHHBIH U KO-
JUYEeCTBCHHBIH (a30BBIM aHaNU3 MEXaHo-
CHHTE3WPOBAHHBIX CIIJIaBOB B cucrteme Ni-
Ge. Ompexnenensl  (a3pl, oOpasyrouecs
B pe3y/bTare MEXaHUYECKOTO CILIABIICHHUS
1 IOCJIENYIOLIEro Harpesa CIUIABOB CHCTE-
Mol Ni-Ge.
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