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KuHeTnka 1 MexaHu3m OKUCieHUs HUKeneBbiX CMNjaaBoB
© 2022r. M.W. Arees, B.B. CanuH, H.B. WUBbiHauHa, 10.10. Kannanckuii, E.A. JleBawos

HauuoHanbHbIn MccnenoBaTenbCkuii TexHonornyeckuin yameepeutet (HUTY) «MUCuC», r. Mockea, Poccus

Cratbs noctynuna B pegakumio 16.03.2022 r., gopaboraxa 21.03.2022 r., nognucana B neyats 01.04.2022 r.

AHHOTauumsa: ViccnenoBaHo BAUSIHME NIETUPYIOLLNX 3N1IEMEHTOB Ha KMHETUKY U MexaHn3M okucneHus npu temneparype 1150 °C
B TedyeHne 30 4 XapOnpOYHbIX HUKENEBLIX CMABOB, MOJIYYEHHbIX MO TEXHONOIMSAM LeHTpobexHor CBC-metannyprum (CBC-M),
BakKyyMHOro MHAYKUMOHHOro nepennasa (BUIM), anemeHTHOro cnHtesa (3C) n ropsyero n3ocrtatmyeckoro npeccosanus (FAMM).
lMpoBeneH cpaBHUTENbHbIV aHa/IM3 CNJ1aBOB HA OCHOBE MOHOAIIOMUHMAA HAKENS U CTaHAapTHbIX cnnaBoB Mapok AXKK 1 9M741HIM.
BbIiBNEHO, YTO KMHETMYECKNE 3aBUCMMOCTM ONUCHIBAIOTCA MPEUMYLLECTBEHHO Napabonmyeckon annpokcumaumen. Jlorapuomm-
4YeCKUI 3aKOH OKMCIIEHMS C ObICTPbIM (B TeYeHne 3—4 4) dopMupoBaHMeM NEPBMUYHOIO 3aLLMTHOMO C0S XapakTepeH AJis CrniaBoB.,
NIermpoBaHHbIX MonnbaeHom n radHmnem. B cnydae AXK n 3M741HM Ha HavyanbHOM cTagmn (2-3 4) OKMCNEeHUe NPoMcXoauT no
napabonmMyeckomMy 3aKOHy, a B AaJibHelLeM — N0 JIMHENHOMY MeXaHU3My C OOBbEMHbBIM OKMCIIEHMEM U MOJIHbIM PaspyLUeHnEeM
06pasuos. Anddysnsa kucnopoaa 1 a3ota NPoTeEKAET NPEUMYLLLECTBEHHO MO rpaHNL,AaM 3ePeH aNtoMUHNAA HUKENS U IMMUTUPY-
eTcs o6pa3oBaHreM 3almTHON naeHkn coctasa Al,Oz + Cry05 + X,0,,. Ina cnnasos, nonyy4eHHbix meTtogoM CBC-M, xapaktep-
HbIM SIBIIETCS NMOJSIOXUTESIbHOE BANSHME Ha XapOCTOMKOCTb Nernpyowmx 4o6aBoK LIMPKOHMS 1 TaHTana. B mexaepeHHoM npo-
cTpaHcTBe 06pasyeTtca dasa Ta,Og, KOTOpas CHMXaEeT CKOPOCTb U FyOUHY okmcneruns. LinpkoHuiicoaepxalumii BEpXHUn cnoi
Al,O3 + ZrsAl30q 5 GNOKMpYeT BHELWHIOW AUd@Y3MI0 KUCIOPOAa 1 a30Ta, TEM CaMbIM MOBbILWAA XapoCTOWKOCTb. JlermnposaHue
radpHmeM Takxe NONOXMNTENbHO CKa3blBAETCS HA OKUCIUTENBHOM CTOMKOCTM CNaBOB 1 MPUBOANT K 06pa30BaHmo CyOMUKPOHHbBIX
W HaHOpa3MepHbIX BKJloYeHul HfO,, koTopble noaasnsioT 3epHorpaHnyHyio and@yaunio kncnopopa. B o6pasuax ¢ NoBbILLEHHBIM
cofepxaHvem monubaeHa popmunpytotca netydme okcnabl MoOz, Mo304, CoM0Oy,, KOTOpbIE pa3pyLUaoT LEeIOCTHOCTb 3aLUNTHO-
ro cnosi. CpaBHUTENbHbIV aHaNN3 KUHETUKN U MexaH3ma okmcneHns o6pasuos n3 6azosoro B-cnnaea c gobaskamu Cr + Co + Hf
nokasasn CyLleCTBEHHOE BAINSHME Ha XapOCTOMKOCTb crnocoba nosyyeHns 06pasuoB. [py CHUXeHUU JoNn NPUMECHOro a3oTa u
o6pasosaHusa noacnos Cro0z MEHAETCA U MEXaHN3M OKUCTIEHUS.

KntoyeBble c/ioBa: HAKENEBbIE CMaBbl, XapOCTOMKOCTb, OKUCIIEHHbIN CNOW, LeHTpobexHas CBC-mMeTannyprus, 31IeMeHTHbIA CUH-
Tes.
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Oxidation kinetics and mechanism of nickel alloys
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Abstract: The study covers the effect of alloying elements on the kinetics and mechanism of oxidation at 1150 °C for 30 hours of

heat-resistant nickel alloys obtained using such technologies as centrifugal SHS metallurgy (SHS(M)), vacuum induction melting
(VIM), elemental synthesis (ES), hot isostatic pressing (HIP). A comparative analysis was carried out for alloys based on nickel
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monoaluminide and standard AZhK and EP741NP alloys. It was found that kinetic dependences are described mainly by parabolic
approximation. The logarithmic law of oxidation with the rapid (within 3—4 hours) formation of the primary protective layer is typical
for alloys doped with molybdenum and hafnium. In the case of AZhK and EP741NP, oxidation proceeds according to a parabolic
law at the initial stage (2-3 hours), and then according to a linear mechanism with the voloxidation and complete destruction of
samples. Oxygen and nitrogen diffusion proceeds predominantly along the nickel aluminide grain boundaries and it is limited by
the Al,O3 + Cry,03 + X,,0,,, protective film formation. SHS(M) alloys feature by a positive effect of zirconium and tantalum added as
dopants on heat resistance. The Ta,O5 phase is formed in the intergranular space, which reduces the rate and depth of oxidation.
The zirconium-containing top layer Al,O3 + ZrsAl30g 5 blocks the external diffusion of oxygen and nitrogen, thereby improving heat
resistance. Doping with hafnium also has a positive effect on oxidation resistance and leads to the formation of submicron and
nanosized HfO, inclusions that suppress the grain boundary diffusion of oxygen. MoO3, M0o304, CoMo0O,4 volatile oxides are formed
in alloys with a high content of molybdenum and compromise the protective layer integrity. A comparative analysis of the oxidation
kinetics and mechanism for samples consisting of the base B-alloy with Cr + Co + Hf additives showed a significant effect on the heat
resistance of the sample preparation method. As the proportion of impurity nitrogen decreases and the Cr,05 sublayer is formed,

the oxidation mechanism also changes.

Keywords: nickel alloys, heat resistance, oxidized layer, centrifugal SHS metallurgy, elemental synthesis.
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BeepeHue

CruraBel Ha OCHOBE MOHOATIOMUHUIA HUKEIS STB-
JISIIOTCS TIEPCIEKTUBHBIMM JJISI MCIIOJIb30BaHUS B
KOMIIOHEHTaX Ta30TypOMHHBIX mBUTaTeNeil. Bmecre ¢
TeM OHU MMEIOT HU3KHE IIPOYHOCTHEIC CBOMCTBA IIPH
KOMHATHO# TeMIiepaType, 00ycClIaBJIMBaIOIIUE BHICO-
KW pUCK pa3pylIeHUS M HEIOCTATOYHYIO TEXHOJIO-
TUIHOCTH U3-3a TPYAHOCTHA MEXaHNIeCKOM 00pabOoTKHU
[1—5]. JInst mOBBILLIEHUS BSI3KOCTU pa3pylleHUus B Ta-
KM€ MaTepualibl BBOAST IJacTU(hULIMUPYIOLIKE 100aB-
KM XpoMa, MOJIMOIeHa, peaKO3eMeIbHBIX 3JIEMEHTOB
[3—7]. dns cninaBoB ropsiuero TpakTa 3HAUMMBbIM T1a-
paMeTpOM SIBJISICTCSI OKMCIHWTEIbHASI CTOMKOCTDH MPHU
MTOBBIIIIEHHBIX TEMIIEpaTypax, YCTAJIOCTHBIX U TEPMO-
LIUKJINYECKUX BO3MECUCTBUSX, a yPOBEHbD JIETUPOBaHU I
1 COCTOSTHUE TIOBEPXHOCTH OIIPEACIISTIOT MX KapOCTOM -
KocTb [8]. BmicokoTemIiepaTypHOe OKHCJIEHHE Kak
Pa3HOBUIHOCTh XUMMYECKON KOPPO3UM MPUBOAUT K
BO3HUKHOBEHUIO TOIMOJTHUTEIHHBIX KOHIICHTPATOPOB
HaIIPSKeHWH W CHUXKCHHWI0O MEXaHWYEeCKUX CBOWMCTB
13-3a pa3ylpoYHeH s TpaHUll 3epeH [§—14].

CorocTaBiieHHE TEPMOIMHAMUYECKAX PAcIeTOB U

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

SKCIIEpUMEHTABHBIX JaHHBIX MpoIecca OKWUCIEHUS
KPYITHO3E€PHUCTOTO MOHOAJTIOMMHUAA HUKEIS, JeT-
POBAaHHOTO XPOMOM U MOJUOIEHOM, ITOKa3aJii, 4TO
okcenasl CryO3 u Al,O; 00pa3syroT HarpaHuIax pasaeia
¢da3 3alMUTHBINA CJIOK, MPENsATCTBYOIWUI n1uddy3nn
KHCJIOpO/Ia, a MOJIMOIECH CITOCOOCTBYET (OPUPOBAHUIO
JIETYYUX CyOOKCUIOB, KOTOPHIE, UCTIApSIsICh, OCTABIIS -
10T Tophbl B obpasiue [15]. Obpa3zoBaHUe OKUCIEHHBIX
CJIOCB BOJIM3M ITOBEPXHOCTH HOCHUT M30MPATCIbHBIN
XapakTep, 3aBUCUT OT COCTaBa 3JIEMEHTOB BHENIPEHU ST
B B-asze, Temneparypsl u cpenbl okucaeHus [16].
W3BecTHB MepapXM4YeCcKM CTPYKTYypPUPOBAaHHEIC
B-crutaBbl, JIeTUPOBAaHHBIE XPOMOM, KOOAJIbTOM W
IPYTUMHU 3J€MEHTaMU, C BBICOKOU KapONpOYHOCThIO
W COIIPOTHMBJICHUEM TToJI3ydecTu. B paborax [17—25]
IMokKa3zaHa BO3MOXHOCTh ITOJYYeHUS! cdepudecKux
MOPOIIKOB JJisI CEJeKTUBHOIO Ja3epHOro CIIjIaBJe-
Husa (CJIC) mo nByM TexHoJorm4YeckKuM cxeMmaM: (1)
neHtpodexHoe CBC-nutbe (CBC-M), BakyyMHBIN’
WHAYKUMOHHBIN nepenas (BUIT), nnazmeHHoe LieH-
TPOOEXHOE pacIIblJICHUE 3JIeKTPomoB; (2) B3JIeMeH-
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TapHBI crHTEe3 MopowkKoB (DC) W uxX IIa3MeHHas
chepouansanusi. ABTopamu [26] uccienoBaHoO BaMsI-
HUE JIETUPYIONIeTo 3yeMeHTa (X) Ha COIPOTUBJICHUE
VIIPYToi TJIacTHYeCKOi mechopMallii ¥ SHEPTUIO aK-
TuBauuu noaszydectu (Q). JlermpoBaHue MO3BOJUIIO
MOIU(UIINPOBATh CTPYKTYPY BOJM3U TpaHUII 3epeH,
CBSI3aTh 3JIEMEHTHI BHEIPEHWS B IOIMOJHUTEIbHBIC
coennHeHusd. Hampumep: MoaunOmeH obecredu pocT
IIPOYHOCTH, TEPMUICCKON CTAOMIBHOCTH, COIIPOTUB-
JICHUS TIOJI3yYEeCTH W CTOMKOCTH K CYIb(MPUIHON KOp-
pO3UU; LMUPKOHUI YMEHBIINJ pa3Mep CTPYKTYPHBIX
COCTABJIAIONMINX M YBEJIWYMUII XapOIPOUYHOCTh, MPU
BBEJCHUM TaHTaJla OTMEUEH ITPUPOCT COITPOTUBIICHU S
MOJI3YYECTH U YCTAJOCTHOM IMMPOUYHOCTH CILIaBa; MUK-
pono0aBKM peHUS MPU KOMOMHUPOBAHHOM JIETHPO-
BaHUM C MOJUOJEHOM B COYETAaHUU C TEPMOOOPabOT-
KOl 3aMETHO MOBBICHJIY YCJIOBHBIN Mpeae TeKy4eCTH
(Gp,»), IPOYHOCTH (Gp) U CTETICHB IACTHYECKON Jie-
dopmauuu (g) [26]. ITpu 3Tom BBeaeHue 10 15 % Mo u
1,5 % Re 110 COBOKYITHOCTH CBOMCTB 00€CIIEYMIIO HaM~
OONBIINI TPUPOCT MEXaHWUYCCKUX XapaKTePUCTUK
JIUTHIX CILJIaBOB [26].

IIpn HacnemoBaHUM 3-ypOBHEBO CTPYKTYPHI
B-cnnaBa, IerTMpOBaHHOTO XPOMOM, KOOATBTOM U Tad-
HUEM, OTMEUeHa 3BOJIIOLMS €ro CTPYKTYPHI Ha BCEX
aTanax nojyudeHus: DC, ropsiuee M30CTaTUUYECKOE
npeccoBanue (I'MIT), CJIC, CJIC + THUII + tepmo-
obpadoTka (TO) [27]. UcnibiTaHU S CI1JIAaBOB HA OCAAKY
B nHTepBase Temieparyp 600—1100 °C noarsepanin
HEOOXOIMMOCTh IpoBeneHUsa moctodpadorkm (I'MIT
u TO) [27]. OnHOBpeMEHHOE BbIAEICHUE YIIPOYHSIO-
mux HaHoyactul a3z Jlaseca (CryNb, Co,Nb), I'eii-
ciepa (Ni,AlHf) u kap6unos (Hf,Nb,)C 3ameTHo 110-
BBICMJIO MEXaHWUYECKME CBOMCTBA CIlJlaBa ¢ HIOOUEM 1
rac¢pHueM. JlerupoBaHue XpoMoM, KoOaabTOM U rad-
HueMm B coctostnuu CJIC + T'MIT + TO npu KoMmHaT-
HOU TeMTiepaType MO3BOJIMJIO TOJYYUTh CIEAYIONINi
YpOBeHb CBOUCTB: G, = 2850 MIla, 6, , = 1170 MlIla,
e =16 %, anpu 1 = 900 °C — o, = 378 Mlla, 6, =
= 300 MIla, Q = 380 xJIxx/monb. Crnas ¢ 0,9 % Hf
npeB3ol11e crias, JeruposanHbiil Cr, Co u 0,25 % Hf,
10 BBICOKOTEMIIEPATypPHOI IIPOYHOCTH M COIPOTHUB-
neHuio monsydectu npu ¢t = 900 °C: o, = 640 MIla,
092 = 495 Mlla, Q = 775 xI>k/M0Jb, MMesl IPH KOM-
HaTHOW TemmepaType Oau3Kue 3HayeHus o, = 2720
MIla, 6, , = 1220 MIla, e = 12 % [27].

B To e BpeMsl ocTaeTcsl OTKPBITBIM BOIIPOC O
BJIMSTHUM COCTaBa U CIIOcO0a IMOJYYeHUST HUKEIEBBIX
CIIJIAaBOB Ha OKHCIUTEABHYIO CTOMKOCTH IIPU BBICO-
Kux Temnepatypax. [loaToMy 1eabio pabOTHl SIBISI-
Csl CPaBHUTEIBHBIM aHAIM3 KMHETUKHN U MeXaHU3Ma

okucaeHus npu ¢t = 1150 °C B Teuenue 30 4 HUKEIEBBIX
B-cruraBoB, AXKK u BI1741HII B cocrosihussx CBC-M,
BUII, BC, TUITu TO.

Martepuanbl U MeToAbl UCCNef0BaHUN

Hnst uccnenoBaHWil Ha KapOCTOMKOCTh M3TOTOB-
JIHbl 00pasIbl MO ABYM TEXHOJOTHMYECKHMM cXeMaM
(cM. Tabauiry): (1) meaTpodexnoe CBC-nuthe 10 Me-
tonuke [18—20, 26], BAKYyMHO-UHIYKIIMOHHBI Te-
penaB; (2) 2IeMEHTHBINM CUHTE3 IMOPOoIIKa + ropsiuee
n3ocTaTUuYecKkoe IpeccoBaHue [28].

B xayecTBe OCHOBBI BBIOpaH U3BECTHBIN cILiaB [18,
25] ¢ nobaBKaMu Xpoma, KodaJibTa 1 3JeMeHTa (X) co-
racHo Ta6iuile. 115t 6a30BOTO CIJIaBa, IPEACTaBICH-
Horo ob6pasuamu & 9 u 12, cTpOUIUCh 3aBUCUMOCTU
KapOCTOMKOCTU OT criocoba mx mojydyeHus1. CriaBbl
CBC-M, Wu3roTOBIIEHHBIE METOAOM ILIEHTPOOEXHO-
ro CBC-nutbs, npeactaBpiasjud coOOi CAUTKMU Aua-
MeTpoMm 80 MM U BeicoTo#t 25—30 mMm. Mx monyuanu
P ONTHUMAJIBHOM IIEHTPOOEKHOM YCKOPCHUH a =
= 150+5 m/c? [26]. OcOBEHHOCTH CHHTE3a TTOIPOGHO
omnucaHbl B padbotax [17, 18].

Metomom DC B peXXnMe IMOCIONHOTO TOPEHM S ObI-
JIV TIOJIy4YEeHBI CMEKU 5 cOocTaBOB (CM. Tabauiy). Mx
u3Menbpdaiu a0 ¢ppakuuu He meHee 100 MKM, Tocie
Yero nopouok koHcoauauponaiu Meronom I'MII Ha
razoctate HIRP10/26-200 («<ABRA AG», IllBeiina-
pus) cornacHo [27]. Metonuka OC + I'MII onucaHa B
paboTax [22—25].

OO0pa3subl AUaMETpoM 8§ MM U BBICOTOI 4 MM BbI-
pe3alin Ha 3JeKTpodpo3roHHOM cTaHke GX-320L
(«CHMER EDM», KuTait) 1 mandoBaiu 10 Iepoxo-
BaTocTh R, = 5. OKUCIUTENbHBIE OTKUTH TIPOBOANIIH
Ha Bo3ayxe npu temneparype 1150 °C B Teuenue 30 u
¢ TIepMOANYECKUM B3BeIIUBaHUEM 00pa3mnoB. OLieHN-
BaJIM U3MEHEHME NX MAacChl, IpUBEICHHOE K CTMHUIIC
IJIOIIAAM MTOBEPXHOCTH, 3a ONMPEACICHHbBII MPOMEXY-
TOK BpeMeHH. Ha ocHOBaHMHM 3KCIIepMMEHTaJIbHBIX
JaHHBIX CTPOMJIM KPUBBEIC OKMWCJCHUSI M BBIBOIWIIU
ypaBHEHUS allMPOKCUMAIIUU.

®a30BBIl cOCTaB MPOAYKTOB OKMCJICHHUS OIpe-
NeIId METOIOM PEHTTEHOCTPYKTYpHOTro (ha3oBo-
ro aHanusa (P®A) na nudppakromerpe D2 PHASER
(«Bruker AXS GmbH», I'epmaHUs) IpU HMCIIOIH30-
BaHuU CuK,-u3nyuyeHusi B UHTepBaje YIJIoB 20 =
= 10°+140°.

Mopdooruo IMOBEPXHOCTH M TPaHMUIILI pasie-
Jla OKUCJIEHHBIX 00pas3loB M3y4yalu Ha CKaHUPYIO-
1eM BJIEKTpoHHOM Mukpockorne (COM) S-3400N
(«Hitachi», SImoHus) ¢ 3HEPTOANCIIEPCUOHHBIM CITEK-
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CopepxaHue nermpyiowmx aneMeHToB (X) ¥ ypaBHeHUs annpokCcuMauum GyHKLMM OKUCIIEHUS

uccneayembix [3-crniaBoB

Content of alloying elements (X) and approximation equations for the oxidation function of the investigated {3 alloys

0];; Croco0 moay4eHust E?g;fg}ﬁn&l)ﬁ Mﬁc’:.%a’n ‘VYpaBHEeHUE OKHCIICHUS
1 La La 0,0831 /0,03 y=—0,0502x> + 3,1978x + 2,6451
2 Mo Mo 2,44 /1,18 y=—0,0538x2 + 3,2244x + 4,2907
3 Zr Zr 0,48 /0,24 y=—0,0204x> + 1,2605x + 1,7022
4 Ta Ta 2,11/1,07 y=—0,028x% + 1,8015x + 2,9724
5 CBC-M Re Re 1,48/0,75 y=—0,0469x> + 2,7109x + 4,0148
6 Mo Mo 15,20 /7,84 y=21,4ln(x) + 31,7
7 Mo, Re Mo 15.40/80 y=11,5In(x) + 41,7
Re 1,40 /0,40
Hf Hf 0,98 /0,25 y=—0,048x% + 3,0074x + 4,213
CBC-M + BUII Hf Hf 0,97 /0,25 y=4,87In(x) + 3,78
10 Nb, Hf Nb 201/1,00 y=28,89In(x) + 9,24
Hf 3,47 /0,90
Mo 4,06 /2,00
11 Mo, Nb, Hf Nb 1,96 /1,00 y=28,27In(x) + 11,11
Hf 3,39/0,90
12 Hf Hf 0,96 /0,22 y=15,33In(x) + 4,75
C + TUI
Mo 7,93 /4,00
13 Mo, Nb, Hf Nb 1,92 /1,00 y=—-0,2621x + 16,896x + 29,971
Hf 3,32/0,90
Mo 11,64 / 6,00
14 Mo, Nb, Hf Nb 1,88 /1,00 y=—0,6548x> + 44,62x + 17,681
Hf 3,25/0,90
15 I BI741HIT d 2’y71=1 ;9(229;9 i 12(;1617 30405
" ik

tpomMeTpoM NORAN System 7 X-ray Microanalysis
System («ThermoScientific», CIIIA), a Takxe Ha Mpo-
CBEUYMBAIONIEM 3JICKTPOHHOM MuKpockore (I13M)
JEM-2100 («Jeol», HAmoHus) ¢ WHCHOIb30BAHUEM
nepxarens ¢doasr Gatan 650 Single Tilt Rotation
Analytical Specimen Holder («Gatan, Inc.», CIIIA).
OO6pa3sibl (JlaMeau) W3roTaBiAMBaJiM W3 TIpeaBapu-
TEJIbHO MOJATOTOBJECHHOM (DOJIBTU C MOMOIIbIO METOIA
choxkycupoBanHoro nonHoro yra (FIB) Ha mpubope
Quanta 200 3D FIB («<FEI Company», CILIA). ®onbru
nas [T9M nonyvyanu MeTOAOM MOHHOTO TpaBJIEHUS Ha
yctanoBke PIPS II System («Gatan Inc.», CILIA).

Pe3ynbrathl u UX 06CyXaeHue

AHau3 KMHETUYECKMX KPUBBIX U COCTaB IIPO-
IYKTOB OKHCJIEHUSI XapaKTCpPU3YIOT BIUSHUE Jie-
TUPYIOIIUX H00aBOK Ha PacTBOPUMOCTH KHUCJIOPO-
Ia, MpOTeKaHWE MHOJIMMOP(HBIX IMpeBpalleHUuid U
obpa3zoBaHUe JeTyuyux cyOokcuaoB. B otiuuume ot
MPOCTBIX METAJJIOB TPAHULBI pa3jiesa OKMCIEHHBIX
MHOTOKOMIIOHEHTHBIX MHTEPMETaJIMIHBIX CILIaBOB
SBJSIIOTCS 00Jiee CIOXKHBIMU. DTO 00YCIOBJIEHO pa3-
JIMYHBIM XMMUYECKHUM CPOACTBOM K KUCIOPOAY Jie-
THPYIOIIUX 3JIEMEHTOB, 00pa30BaHMEM MHOXECTBa

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3
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OKCHUAHBIX (a3 M TBEPABIX PAaCTBOPOB, a TaKXKe pa3-
JIMYHOM MOABUKHOCTHIO aTOMOB B OKCUIHOI (a3e u
CILIaBe.

Ha puc. 1 mpuBeneHbl KpuBbIe OKUCICHMS HUCCIIe-
JIOBaHHBIX 00Pa3IioB, a B BBHIIIEIIPUBEACHHON TabIM-
e — COOTBETCTBYIOIIME UM YpaBHEHUS aIIIPOKCH-
Manuu. XapakTep KPpUBBIX COOTBETCTBYET MapaboJIu-
YeCKOMY 3aKOHY OKMCJIEeHUS At oop. [—5, 8, 13—14,
norapuMuyeckoMy — st obp. 6, 7, 9—I12 u cme-
IaHHOMY — IJ1s 06p. 15, 16. B mociienHeM cirydae Ha
HavyasjabHOM ctanuu (3—4 4) oTMeyaeTcs mapabojmue-
CKasl 3aBUCUMOCTb, a TT0CJIe HapYyIIeHUS [EJIOCTHOCTH
oOpa3sua (puc. 2) xapaKTep OKUCJICHUS MOIAUYNHSIETCS
JIMHEAHOMY 3aKOHY M KOHTPOJIMPYETCS CKOPOCTHIO
XUMHUUYECKON peakIuu.

Am/S, t/v’

60

a

Am/S, /M
0
6

404

30

20+ 1

10

0 5 10

Am/S, M
0

1000

800

600

400+

200+

25 1,4

Hng obp. I—5, 8, 13 n 14 HauboblIasi CKOPOCTh
OKHUCJIeHUsT oTMevyaeTcsd B mepBbie 7—10 4. Ilocre
¢dopMUpPOBaHUS 3aIIUTHOTO OKCHUIHOTO CJIOS €€ 3Ha-
YeHUs YMEHbBIIAITCSI WU NPUOIMXKAIOTCSI K HYIIO.
Takum o00pa3oM, KOHTPOJUPYIOIIUM MPOILECCOM
OKHCJICHUS B JaHHOM cliydae sSBjseTcs 1uddys3us B
TBepaoi ¢a3se.

IIpouecc okuciaeHus obp. 6 U 7 3aMETHO OT/IMYa-
€TCS OT OCTAJIbHBIX M XapaKTepU3YyeTCs ACHCTBUEM J0-
MOJHUTENbHBIX (PaKTOPOB, MPEANOJTOXKUTETBHO CBSI-
3aHHBIX C pa3pylleHUeM BHEIIHETO OKCUIHOTO CJIOS
W3-3a BHYTPEHHUX HAIPSKEHUI. DTO MOOTBEpXaa-
eTcsl M3MEHEHMEM HX 1BeTa M PBIXJIOM MOBEPXHO-
CThIO, YTO BUAHO Ha puc. 2. KuHeTnka OKHUCIEeHUS
00p. 9—12 3aBUCUT OT colepKaHUS MOJINOIeHA, HU-

120 Am/S, r/M2
]
100
80
60 -
40

20

T, 4

Am/S, e
0 2

Puc. 1. KuHeTrka oKuclIeHU S
HUKEJIeBBIX CILJIaBOB Ipu TeMIiepaTtype 1150 °C

a—obp. I-56—6u7,6—10ull;e— 8, 9u 12,
0— 13-16
Fig. 1. Oxidation kinetics of nickel alloys at 1150 °C

a— Sample /-5;6 — 6and 7,6 — 10and 11,
e—8&8 9and 12;0— 13—-16
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1 2
5 6
9 10
13 14

3 4
7 8
11 12
15 16

Puc. 2. BHenrauii Bun o6pasios u3 B-craaBos, DI1741HIT, AXKK mociie ucibITaHWi Ha XXapOCTOMKOCTh

npu ¢t = 1150 °C B reuenue 30 u

Fig. 2. Appearance of B alloys, EP741NP, AZhK samples after heat resistance tests at # = 1150 °C for 30 hours

o6us, radHuS U pasMepa 3epeH P-daspl. YacTuibl
HfO,, pacnonoxeHHble Ha rpaHULIaX pa3aena 3epeH,
OJIOKMPYIOT MOBEPXHOCTHYIO AUGDDY3UIO aTIOMUHUS
U KMCJIOpoJa.

Ha noBepXHOCTM OKMCIIEHHBIX 00pa3loB MOXHO
Ha001aTh CJIOW C OMpeAeeHHbIMU pebedoM U OT-
TeHKOM (cM. puc. 2). BusyanbHbiii aHanus3 oop. I—I12
CBUIIETEIBCTBYET 00 OTCYTCTBUM (PU3NMIECKOTO pa3py-

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

mweHus1. O6pasubl 13 U 14 NOTHOCTBIO Pa3pYLIUIUCH
B pe3yJbTaTe BBIACICHUS JICTYUYMX CYOOKCHIOB MO-
nubneHa. Ilpu MeHblIeM comepXaHuu Mo B crijiaBe
(oOp. 11) pa3pyuieHust 06pa3L0B He TPOUCXOAUT.
O6pasunl 15 n 16 n3 ciimaBoB DI1741HIT u AXKK
TaK>Xe MOJTHOCTBIO Pa3pyIIMIINCh, IIOCKOIBKY B pe-
3ynbraTe AUP@PY3un nMoa OKCUIHBIM CJIOEM BO3HU-
KaeT BBICOKASI KOHILICHTPAIMsI M30BITOYHBIX BaKaH-

9
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Puc. 3. JludpakiinoHHbIe CIIEKTPbl OKUCIEHHO MTOBEPXHOCTU 00Pa31oB

Fig. 3. XRD spectra of the oxidized surface of samples
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CamopacnpocTpaHsoLLMACS BbICOKOTEMIEPATYPHbIA CHHTE3

CMii, U TIPU TOCTMKEHUM KPUTUUECKOM TOJIIUHBI
MPOUCXOAUT TIOCTENEHHOE pacTpeCKMBaHUE TIJICHKHU
C TpeBpallleHUueM ee B PHIXJIbI okuces. Pabouue
TeMIlepaTypsl JeTaieil U3 3TUX CIIJIAaBOB OT'PaHUYM-
BaioTcd uHTepBaioM 750—800 °C [28], uTo 3aMeTHO
HUKe TeMIlepaTyphl uciibiTanuit 1150 °C, Ho B HaIei
paboTe cTaBMJIach 3ajJavya CpaBHUTEJIHHOIO aHaIMU3a
KWMHETUKU OKWCIEHUS IPYIIbI CIJIABOB B OMMHAKO-
BBIX YCJIOBUSIX.

NudpakIMOHHBIE CIIEKTPBI OKMCIEHHON MTPU TeM-

1 2
4 5
7

8
10 11

neparype 1150 °C B TteueHue 30 4 MOBEpPXHOCTU
B-craBoB mpenctaBiieHbl Ha puc. 3. OCHOBHBIE TTH-
KM COOTBETCTBYIOT (pa3e MOHOATIOMHHMIA HUKEIS
(NiAl), nocKoJbKY JIeTupyouue 100aBKU NePexXoasiT
B TBepabiii pacTBOpP. OCHOBHBIM IPOAYKTOM OKMCJIE-
HUs saBasercs y-Al,O3, 1 IPUCYTCTBYIOT HEKOTOPBIE
CONYTCTBYIOIINE OKCUIEL.

Ha puc. 4 npencraBieHbl MUKPOCTPYKTYPBI OKHC-
JICHHBIX W TICPEXOIHBIX CIIOEB UCCIEAYEMBIX 00pa3IoB
C yKa3aHUeM XapaKTepHBIX TONIMUH. OCOOEHHOCThIO

2

Puc. 4. MUKpOCTpYKTYpPHI CIIJIABOB € YKa3aHUEM TOJIIIUHBI OKUCIEHHOTO CJIOST

Fig. 4. Microstructures of alloys indicating the oxidized layer thickness

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3
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U3Y4YaeMBbIX CIIJIABOB C PA3JIMYHON CUCTEMOM JIETUPO-
BaHUS sIBJISIETCS] 00pa3oBaHUE HA HAYaJIbHOW CTaIUU
OKWUCJIEHUS CIUIOLIHOM, TJIOTHO TPUJIETaloleil OK-
CUJTHOM TUIGHKH, KOTOpasi TOPMO3UT I dy3MOHHOE
MPOHMKHOBEHUE KUCIOPOa 1 a30Ta K MeTasly. AHa-
13 iepexoqHoro ciosi MeO—Me cBUIETENBCTBYET O
nuddysun kuciaopoaa u azota. I[IpencraBieHHble Ha
puc. 4 naHHbBIE CBUAETEIbCTBYIOT O BAUSHUU JIETU-
pPYIOIIMX 3JIEMEHTOB, colepXaHus MonubaeHa (2,5—
15,0 a1.%) un radpaUs (0,25—0,9 a1.%), a TakKe CIIOCO-
6a monyuenus crnasoB (CBC-M, BUIT, BC, T'NIT) Ha
[JIYyOMHY OKUCJIEHUWS] W TOJIIMHY TIEPEXOJHOTO CIIOS

!
1
I
a
3
(0] Al

Me—MeO. bonee moapoOHbIf aHAIU3 MO KaXAOMY
COCTaBy MpeacTaBjieH Ha puc. 5—17.

OO6pasel; / numeeT 3aMETHO MeHblllee (M0 CpaBHEe-
HUIO C pacCYeTOM) coJepKaHue JaHTaHa, YTO CBA3aHO
C €ro BbICOKUM CPOJICTBOM K KUCJIOPOAY, yYacCTHUEM B
BOCCTAaHOBUTEIbHOM METaJJIOTEPMUUYECKON peakIuu
B IIpOLIeCCe CUHTE3a U YaCTUYHBIM TIEPEX0I0M B IILJIa-
KOBYI0 (a3zy [26]. [TosToMy crjiaB ¢ MajibIM ComepxKa-
HUEM JJaHTaHa ObLI UCKJIIOUEH U3 TaTbHEeNIITNX UCCIie-
NOBaHUM.

Ha puc. 5 nmokazaHbl MUKPOCTPYKTYPhl OKMCJIEH-
Horo cyios obp. 2 ¢ monubaeHom. Nuddys3us kuc-

N Mo

Puc. 5. MuxpocTtpykTypa (@), BblIeIeHHbIe 001acTU aHaau3a (6—e) U KapTa pacrpeeieHus 3JIeMEHTOB

OKMCJICHHOTO CJIOSI B 00p. 2 (CM. TabiIuIry)

Fig. 5. Microstructure (a), marked analysis areas (6—e) and map of oxidized layer element distribution in Sample 2

(see table)
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CamopacnpocTpaHsoLLMACS BbICOKOTEMIEPATYPHbIA CHHTE3

JIopoJia M a30Ta MPOUCXOAUT MPEUMMYIIECTBEHHO TI0
TpaHMIIAM 3€PeH M MeX3epPEeHHBIM IIpocioiikaM ¢a3s,
comepxamux Cr—Mo. Ha wmexdasHbIX TrpaHUIaxX
NiAl—MeO moxHo Habmonate da3y NizAl Kak pe-
3yabrat oopazoBaHus Al,O3; 1 06e1HEHU S M0 aTOMU-
HUIo das3sl NiAl.

W3 ananuza oOpasuoB nocjie 30 4 MCIbITAaHUN
MOXHO HabJiromaTh nepexoaHblii cioit Me—MeO. Ha
HavyaJIbHOM 3Tare IPOUCXOMMUT pPeaKIIMOHHAs Iud-
(dysus kucioponaa Mo rpaHKUIIaM 3epeH TBEPAOTro pac-
TBOpa P-da3bl ¢ 06pa3oBaHMEM CIUIONTHON MJIEHKHU U3
Al,O5 u Cr,0s5. IIpu aToM a30T Takxe guddyHIUpyeT

11

BriyOb 0oOpasua, BCTyIas B peakKlUdlO0 ¢ aJIlOMUHU-
eM 1o ¢dopmupoBanus AIN, obenHsas NiAl no NizAl
(cBeTno-cepoie obsactu). B criiaBe, JlerupoBaHHOM
MOJIMOIEHOM, Ha0II0aeTCsl MaKCMMaJlbHas TOJIIUHA
nepexoaHoro cjos (cMm. puc. 4). MonubaeH rpu oKuc-
JneHnu obpasyeT okeuasl MoOsz;, Mo3;O4 u CoMoOy,
KOTOpBIE BO3TOHSIOTCS, MPUBOAS K TEPUOINIECKO-
MY Pa3pylIeHUIO LIEJIOCTHOCTU 3aIUTHOIO CJIOS, UTO
cocobcTByeT U OY3UN HOBBIX MOPIHMN aKTHBHBIX
MOHOB a30Ta M KMCJIOPO.a.

Takum o6pa3om, Mo JaHHOMY LUKJIWYHOMY Me-
XaHU3MY IIPOUCXOAUT ABUXEHNE (PpOHTA OKUCICHUS

Puc. 6. MukpocTtpykTypa (a), BelIeJeHHbIe 001aCTU aHaau3a (6—e) ¥ KapTa pacripeeaeHus 3JIeMEHTOB

OKVCJIEHHOTO CJIOSI B 00p. 6

Fig. 6. Microstructure (@), marked analysis areas (6—e) and map of oxidized layer element distribution in Sample 6

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3
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BIJ1yOb 0Opasiia, 4YTO MOATBEPKAAETCS UCCIEeIOBaAHM-
sIMU 00p. 6 ¢ MOBBIIIIEHHBIM COAepXaHUEM MOJINOIe-
Ha, pe3yJIbTaThl KOTOPBIX IPUBEISHBI Ha pUC. 4 1 6.

XapaKTepHbIM OTJIMYUEM OOp. 6 SBISIETCS ITPO-
HUKHOBEHME KMCIIOpOJa U a30Ta Ha TiyouHy no 340+
+10 mxM (cM. puc. 4). Ha puc. 6 MOXHO naeHTUuULU-
pOBaTh MOSIBJICHME OOJBIIEro KOJIWYecTBa obiacTeit
OKCUJIHBIX U HUTPUAHBIX COCTaBIsSOMUX. Kpome TO-
ro, BBITOpaHWE MOJMOIEHA B BUAE CYOOKCUIOB BJIU-
ST Ha TOJIIMHY TOBEPXHOCTHOTO OKCHIHOTO CJIOS,
KOoTOphIii coctaBaser 20+5 Mkm misa oop. 2 u 130+
15 MKM 11 00p. 6. OTINIUTETBHON 0COOCHHOCTHIO
KWHETUKU OKWCJICHUS ITOCJIEIHETO SIBJsIeTCs Ooliee
MHTEHCHUBHOE TOPMOXKEHHE POCTa IJICHKH C TeYEHUEM
BpeMeHHU 10 JorapudpmuieckoMm 3akoHy. OKuCiIeHre
HaYMHAETCsS C BBICOKOW CKOPOCTBHIO, HO €€ BEeIWYU-
Ha OBICTPO YMEHbBIIAETCSI U AaJiee KOHTPOJIUPYETCS
MPOIIECCOM TepeHoca 3JIEKTPOHOB 4Yepe3 OKCUIHYIO
TJICHKY.

Ha puc. 7 npuBeneHbl XxapaKTepHble MUKPOCTPYK-
Typsl nepexogHoro ciosi MeO—Me obp. 4 ¢ TaHTa-
oM. B xone aHanM3a KMHETUYECKUX KPUBBIX BBICO-
KOTEeMIIepaTypHOIO OKUCJIEHUS YCTAHOBJIEHO, YTO
MoAM(pUIIUPOBAaHUE TAHTAJIOM BHOCUT TIOJIOXKUTENb-

i

I

(0] Al

HBIIl pe3yabTaT, 3aMeJJIsisi CKOPOCTh OKHMCIEHUS (CM.
puc. 1, a).

Pacnipenenenve kKuciopoga M a3oTa B OKHUCIIEH-
HOM CJIO€ MOXHO YCJIOBHO pa3eIuTh Ha TPU MOICJIOS:
I — cnnowHas okcuaHas rmieHka us Al,O; ¢ BKitoue-
HussMU Ta,O5, Cr,O3 1 HE3HAYUTENBHOTO KOJMYECTBA
AIN; I — oKcHAbI C IPEUMYIIECTBEHHBIM CcoJepxkKa-
HueM AIN; /1] — MeTalJIM4eCKUii CI0i C BKIIIOYEHMU SI-
MU HUTPHUIA 1 0€3 OKCUIIOB.

TaHTan, HaxoAAIIMKCI B MeEX3EPEHHOM IIpO-
cTpaHcTBe, okuciasercd A0 Ta,Os. [lo cpaBHeHUIO C
Mo-conepxaiieit cucteMoil obemHeHust PB-dasnl 1o
Niz;Al He npoucxoaut. I1pu neTabHOM UCCIEA0BAHUN
CTPYKTYphI Ta-comepxaiero crjasa [26] GbLIO ycTa-
HOBJICHO KOHIICHTPAIIMOHHOE CMEIIIeHNE XpoMa, pac-
TBOPEHHOTO B TBEPIIOM pacTBope 3-da3bl, K TpaHUIIaM
3epeH. Takum 00pa3oM, B IIEpBYIO ouepeab XpOM B3au-
MOIEUCTBYET C KMCIOPOIOM, 00pa3ysl IETYUYNii OKCHI.
MMeHHO 3a cUeT 3TUX OBYX OTIMYUTEIBHBIX OCOOEH-
HOCTEH MPOUCXOAUT CHUXKEHUE CKOPOCTU OKHMCIICHHUS.

IIpu cpaBHUTETHLHOM aHanIMU3e 00p. 3 ¢ 0a30BBIM
COCTaBOM HabJII0aeTCs HE3HAYUTEJIbHOE 3aMeIJIEH e
OKMCJIUTENBHBIX MpoLecoB (cM. puc. 1, a, o). [Ipuunny
CHMKEHUSI CKOPOCTH OKUCIICHHS MOXHO IIPOCICINTh

N Ta

Puc. 7. MukpocTpyKTypa (a), BelaeJIeHHas 00JacTh aHau3a (6) U KapTa pacIipeneeHIS JIEMEHTOB OKHUCIEHHOTO

cliosi B o0Op. 4

Fig. 7. Microstructure (a), marked analysis area (6) and map of oxidized layer element distribution in Sample 4

14 lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional'nye Pokrytiya = 2022 = Vol. 16 = N°3



CamopacnpocTpaHsoLLMACS BbICOKOTEMIEPATYPHbIA CHHTE3

N Cr

Re

Puc. 8. MUKpPOCTPYKTYpa M KapTa pacrpe/eseHus 3JIeMEHTOB OKUCICHHOTO ¢Jiost B 00p. 5

Fig. 8. Microstructure and map of oxidized layer element distribution in Sample 5

10 TNPEACTaBJIEHHbIM Ha PUC. 7 MUKPOCTPYKTYpe U
KapTe pacrupencicHUs 3JIEMEHTOB ITEPEXOIHOTO CIIOS
MeO—Me. Kak noka3zaHo BbIlle, IpU Tapadoauye-
CKOM 3aBUCHMOCTH KOHTPOJMPYIOIIMM IIPOLIECCOM
aBisieTcd 1 Py3us mo Mexk@a3HbIM FpaHUIIaM.

IIpn yMeHBIIEHUM pa3MepoB CTPYKTYPHBIX CO-
CTaBJISIIONIMX, Pa3BETBJACHU U I'PAHMIL 36PEH U YBEJIM-
YeHUU MyTU Auddy3un odias TayonHa OKHCICHO-
To CJI0SI CHMXKaeTcs. DTO TOATBEPXKIAETCS B ClIydyae
criaBa, MOIUGUILIMPOBAHHOIO peHUeM (cM. puc. 1, a).
Ha puc. 1, 6 npencraBiaeHo cpaBHEeHUE KUHETUYSCKUX
KPUBBIX OKHUCJICHUS 00p. 6 1 7, 4TO TaKKe TTOATBEPKIa-
eT CHUXKEHUE TMHAMUKU OKHCIUTEIbHBIX IIPOLIECCOB
IIPY JOTIOJTHUTEIBHOM JIETUPOBAHUHU CILIaBa PEHUEM.
I1pn oKMCIIEHNU CTIJIaBOB ¢ PEHMEM Ha MOBEPXHOCTH
He oOpa3yeTcs IUIOTHBIHN cioit Al,O3, 4TO OKa3biBaeT
HETaTUBHOE BIMSTHHUE Ha 3KapOCTOMKOCTH (puc. 8). Oc-
HOBHOW peKOMEeHaallueil B JaHHOM CiIydae SIBJISIeTCS
HCIOJIb30BaHEe KOMOMHUPOBAHHOIO JIETUPOBAHUS —
Hapsay C peHHEeM BBOOUTH 3JIEMEHT, TOPMO3SIIUMA
OKUCJIMTEbHBIE IPOIIECCHI, HATTPUMEep IIUPKOHMIA.

Ha puc. 9 npeacraBieHa MUKPOCTPYKTypa OKUC-
JICHHOTO CJIOST IJIsl 00p. 3 ¢ LupKoHueM. [laHHas cH-
cTeMa JIeTMpOBaHU S TToKa3aJjia HauydIuii pe3yabTar
B CepuU IKCEpUMEHTOB (cM. puc. 1, a). COM-u3zobpa-
KEHUS TIOTIEPEYHOr0 CEYeHMSI OKHMCJISHHOro oop. 3
npeacTabieHbl Ha puc. 9 u 10. ToairHa OKHUCIEHHO-
ro cyos coctaBuyia 10+5 MKM, 4TO Ha MOPSIIOK MEHb-
1IIe, YeM B OCTaJbHBIX oOpasmax. Ha pwuc. 9, a MoxHO

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

UISHTU(PULIMPOBATh XapaKTEepHBIN IJIT BCeXx 00Opa3s-
1oB ci1oil Al,O3 ¢ BKIIIOYEHUAMU XPOMOKOOAIBTOBBIX
OKCUIHBIX (pa3. besble cBET/IbIe TOUKU, pacIipeaeaeH-
HbIE 0 BCEMY OKHUCJIEHHOMY CJIOI0, COOTBETCTBYIOT
(aze ZrO,. B ocHoBHOM ci0e Ha ocHOoBe Al,O3; npu-
CYTCTBYIOT HaHOpa3MepHble 0o0pa3zoBanus ZrO, (cm.
puc. 9, 6 u 10).

W3 ananusa puc. 10 BugHo, uto nop cioem Al,O5 +
+ ZrO, HaxoauTcd ToHKa# ciutourHas mieHka Cr,Os,
XapakTepHas MJis OaHHOW CHUCTEMBl JIETMPOBaHMUS.
[pennonoxuTeabHo BEpXHUI OKCUAHBIN cioit Al,O5 +
+ ZrO, Ttopmo3uT npouecc BHewHed auddysun
KHUCJopola M a30Ta, a Takxke OJIOKMPYeT BO3TOHKY
netydyero okcuga xpoma CryO;. Takum obpa3oM oH
MOCTENeHHO (POPMUPYET MJIOTHBIN CJIOU IO BCeil me-
pexomHoit moBepxHoctT Me—MeO, obpasys BTOpoii
CILJIOLIHOM OapbepHBIil OKCUIHBIH CIIOMN.

OKCUOHBIN coit 06p. 3 ¢ HUPKOHUEM MOCTIE UCTTbI-
TaHUI Ha XKapOCTOMKOCTh BbIOpaau sl aHaAU3a Me-
Tomamu [1OM BP mn nudpakinnm 371eKTpOHHOTO Jiyya
Ha mukpockone JEM-2100 («Jeol», Amonust). Ha puc. 11
MpeAcTaBIeHO M300paXkeHue CTPYKTYpbl CIjaBa U
00pa30BaBIICTOCST OKCHMIHOTO CJIOSI, a TaKXe KapTa
pacrnpefefieHdsI B HEM OCHOBHBIX 3JIEMEHTOB. Mex-
Iy MaTpU4YHBIM cioeM NiAl U BHELIHUM OKCHUAHBIM
CJI0eM pacrnoJioxeHa rnpocioiika ¢asel NizAl ¢ pas-
HOMEpPHO pacrpeeseHHbIMU BkawoueHusmu Co, Cr
u CryOs3. BepxHUii OKCUIHBIN cJ10¥i cOcTOUT U3 Al,O5
¢ BKJIYeHUsIMU ZrO, (TeMHO-cepble 00JacT), YTO
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BSE

i

I

O Al

SE

N Zr

Puc. 9. MukpocTpyKTypa (@), BelIeJeHHbIe 00J1acTu aHanu3a (6, 8) M KapTa pacnpeiesieHus 2JIEMEHTOB

OKMCJIEHHOTIO CJI051 B 00p. 3

Fig. 9. Microstructure (@), marked analysis areas (6, ¢) and map of oxidized layer element distribution in Sample 3

noaTBepxaaeT pesyiabraTthl DJC-aHanuza (puc. 12,
cnekTphl I, 3, 4). Ucxoast 3 KOJTMYECTBEHHOTO COOT-
HOIIICHUSI OCHOBHBIX KOMIIOHEHTOB B O0JIACTH CITEKT-
pa 2 (puc. 12) 6b11u npoBeAeHbl uccaeaoBaHus Gasbl
meTonoM [TOM BP u nudpakiuimm 31eKTPOHHOro Jiyya,
B pe3yJbTaTe KOTOPHIX YCTaHOBJICHA (Da3a CIOXHOIO
okcuna ZrsAl;Og s (puc. 13).

®aza ZrsAl;0( s MMEET TreKCaroHaJbHYIO KpH-
CTAJJIMYECKYIO PEIIeTKY (IpOCTpaHCTBEHHAs TPyII-
na P63mc). PaccuntaHHble 1O 3JeKTpOHOTpaMMe ¢
y4eTOM MHJeKCOB MuJjiepa nepuoasl pelieTku (asbl
ZrsAl;0, s coctapnsior a = 14,153 A, c=5671A.

TakuM o06pa3oM, HpH BBICOKOTEMIIEPATYpPHOM
OKMCJIEHMM 00pa3yeTcsl KOMIIEKCHBIA OKCHUIL B BUJE
HAHOPa3MEPHBIX KPUCTATLTUTOB Z15Al;0) 5, ummper-
HUPOBaHHBIX B cjoit Al,O;. Takoe coyeraHnue CHU-
KaeT KaTaJTUuTUYECKYIO aKTUBHOCTD U IOJIOKMUTEILHO
BJIUAET Ha OKMCIUTEIbHYIO CTOMKOCTB CILIaBa IpU
t=1150 °C.

CpaBHUTENBHBIN aHATU3 KPUBBIX OKUCIEHUA (CM.
puc. 1, 2), a TaKXe cOCTaBa U MUKPOCTPYKTYPBI OKHC-
JIEHHBIX 00pa3IioB (puc. 14, 15) u3 6a3zoBoro -criasa,
MOJIYYEHHBIX T10 Pa3JIMYHbIM TEXHOJIOTUYECKUM CXE-
mam: CBC-M [18] (06p. &), CBC-M + BMII [18, 19]

16 lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional'nye Pokrytiya = 2022 = Vol. 16 = N°3
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Puc. 10. MukpocTpyKkTypa
M KapTa pacrpeaeaeHus 2JIEMEHTOB
ciost MeO—Me B o0p. 3

Fig. 10. Microstructure and map
of MeO—Me layer element distribution

in Sample 3
(0) Cr Al
Ni Zr Co
Al Zr
(0] Cr
Ni Co

Puc. 11. [IDM-u3obpaxeHne CTpyKTypbl 00p. 3 1 06pa30BaBIIErocst OKCUIHOIO CJI0S,
a Tak>ke KapTa pacrnpeneaeHsi OCHOBHBIX 2JIEMEHTOB

Fig. 11. TEM image of Sample 3 structure, oxide layer formed and map of main element distribution
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Crniektp (0] Al Cr Co Ni Zr
1 54,65 3,93 - - - 41,42
2 45,28 23,69 - - - 31,04
3 56,35 37,55 3,91 0,46 0,78 0,95
4 58,27 3,22 - - - 38,51

Puc. 12. Xumuueckuii coctan (at.%)

o0JacTeil MOrpaHMYHOTO OKCUHOTO CJIOSI

Fig. 12. Chemical composition (at.%) of boundary oxide

layer regions

(00p. 9), BC ¢ nocaenylouiei cheponauszanuein mo-
pomika u I'MII [20] (o6p. 12), moka3aj, YTO UCIIOIb-
30BaHHAs TEXHOJIOTWSI OKa3blBaeT BJIMSHUE Ha MX
>XapocToiikocTh. Ha puc. 1, e oTMedaeTcst paznuuue B
KuHeTHKe oKuciaeHus oop. § (CBC-M) ot obp. 9u 12,
MMOABEPIHYTHIX JOITOJTHUTEIBHOM ITOCTOOpadOTKE.
AHanu3 MUKPOCTPYKTYpH (CM. puc. 4, 14) nepe-
XoaHoro cios oop. § (CBC-M) u 9 (CBC-M + BHUII)
IEeMOHCTPUPYET Pa3HUILY B TOJIIIMHE OKCUIHOTO M
nepexomHoro cjoes B 2 pa3a: 100+10 u 5010 Mmxm co-
oTBeTcTBeHHO. B 00p. 9 (CBC-M + BUII) daza AIN
B miepexonHoMm cioe MeO—Me He obpasyeTcs, 4TO
CBUACTENBCTBYET O pacMHUPOBAHUM MeTajjla Mpu
BMII [19]. ConmepxaHue mprMeCHOTO a3oTa B 00p. &
u 9 cocraniser [N] = 0,0044 u 0,00083 mac.% coot-
BeTCTBeHHO. Ero cHukeHue MpUBOAUT K MHOMY Me-
XaHU3MY OKMCJIEHUSI, CXOXEMY C OKMCJIEHUEM 00p. 3,
B KOTOPOM (pOpMUPYETCST TJIOTHBII 3aIIUTHBIN MOMI-
cioii CryO3 moxn peixabiM citoeMm Al,O; + Cr,O;. Ilpu
TaKOM MeXaHU3Me OKMCIeHUs nuddys3us mpoTeka-
eT TOJBKO II0 TpaHMUIIAM pa3zneia (a3 U IPOHHKAET
BIJIyOb 00pasiia B BUIE «KJIMHBEB» (CM. puc. 14, 6).
IIpouecc BUII aBasieTcs moae3HbIM CIIOCOOOM pa-
(GUHUPOBAHUSA CIIJIABOB OT BPEIHBIX IIpUMeECEii, HO He
JIM1IEH HEA0CTAaTKOB, OMUCaHHbBIX B padoTax [18—20].
bonee 3¢pdeKTUBHBIM U MeHee 3Hepro3aTpaTHBIM
MeTonoM padpuHupoBaHus AUThIX CBC-cIiaBoB s1B-
JISIeTCSl BAKYYMHBIN OTXUT Tipu ¢ = 0,7¢, ., KOTOPBIi

1
Mo3BoJIsIeT yaAausATh 10 70 % mpuMecHBIX a30Ta U BO-

Puc. 13. [I19M-usobpaxenue dassl ZrsAl;0) 5 € 37€KTPOHOrPAaMMOH BIOJIb 0K 30HbI [011]

Fig. 13. TEM image of the Zr;Al;0 5 phase with an electron diffraction pattern along the zone [011] axis
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Cr Al O

Puc. 14. MukpocTpyKkTypa oKUCIeHHOTO cjost 0opasioB § (CBC-M) (@) u 9 (CBC-M + BUII) (6)
Fig. 14. Microstructure of the oxidized layer of Sample & (SHS-M) (a) and Sample 9 (SHS-M + VIR) ()

Cr (0]

Al Ni

Puc. 15. MukpocTpykTypa (a, 6) 1 KapTa pacripefejeHus 3JJeMEHTOB B OKMCIeHHOM cjioe oop. 12 (BC + IT'!IT)

Fig. 15. Microstructure (a, 6) and map of oxidized layer element distribution in Sample 72 (ES + HIP)

nopona. OmHaKO CHUXEHME OCTAaTOYHOTO conuepxka-
HHUS KHUCJIOPOJa BO3MOXHO TOJIBKO IMPU IMOJIHOM Me-
tannyprudeckom nepeneise (BUIT). Oopazen 12 (BDC +
+ ') umeeT cXoxXyI0 ¢ 00p. 9 KUHETUKY OKUCIEHU S
(cM. puc. 1, 2), HO MexaHU3MBbI TPOTUBOJAEHCTBUS TUD-
(y3uOHHOMY IIPOHUKHOBEHUIO KUCIOpOAa U a30Ta y
HUX pa3jnyvaroTcs.

CopepxaHue TPUMECHOTO KUCI0poaa B JaHHBIX
cucremax cocrasiuger [O] < 0,12 mac.% [20]. IIpo-

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

Iecc OKMCIIEHUS B CTIaBe HAUMHACTCS Ha TpaHUIIAX
paszaesia KOHCOJUAMPOBaHHBIX MopolnkoB. Kapra
pacIpeneeHUs 3JIEMEHTOB IEeMOHCTPHpPYET o0Jia-
cTu pacnpeneneHusd okcuaos Al,O; u Cr,0O;, KoTO-
pbIe CIIOCOOCTBYIOT pa3pylleHUI0 00pa310B, HAPSAIY
C ICUCTBHEM JIETYYMX OKCUIOB MoubmeHa (oop. 13
u 14).

MexaHU3MBI 3a1IUTHI OT BHELTHEN AU Yy3un Kuc-
Jopona u azota B 0op. 12 (BC + T'II) u 9 (CBC-M +

19
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Cr (0] Al Hf

Puc. 16. MukpocTpykTypa (a, 6) ¥ KapTa pacnpenesieHus 3JIEeMEHTOB OKHUCJIEHHOTO cJjios B 06p. 10 (DC)

Fig. 16. Microstructure (a, 6) and map of oxidized layer element distribution in Sample 10 (ES)

Cr (0] Al Mo

Puc. 17. MukpocTpykTypa (a, 6) 1 KapTa pacripeJejeHus 3JJIeMEHTOB OKMCJIeHHOTO ciosi B 06p. 17 (BC)

Fig. 17. Microstructure (a, 6) and map of oxidized layer element distribution in Sample 71 (ES)
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+ BUII) cxoxu M 3aBUCIT OT 00Opa3oBaHUsI TOHKOM
3amuTHoi naeHku Cr,Os;. [lpu comepxaHuu a3ora
B o6pasne MeHee 0,0017 mac.% nipu okucieHUU has3a
AIN He obpasyeTcs [25]. B Me1KO3epHUCTHIX 00pa3iax
(BC + TUID) [25] anmuTupyomuM HakTOpoOM IIpo-
HUKHOBEHUSI KHCJIOpoAa BIIyOb oOpasma SBISIETCS
pa3BeTBJIEHHAsI CUCTeMa I'PaHUII pa3jielia 3epeH.

Ha puc. 16 u 17 npuBeaeHbl MUKPOCTPYKTYPBI
OKWCJICHHOTO CJI0sT 00p. 10 1 11, TIOTyYeHHBIX METO-
nom DC [27]. CpaBHMBAsI KWUHETUYECKME (PYHKIIMU UX
okuciaeHus: ¢ obpasuamu CBC-M, MOXHO OTMETUTh
CXOXMe 3aKOHOMEPHOCTH, OJHAKO aHaJN3 MUKPO-
CTPYKTYp ToKazaj, YTO MEXaHU3MBbl UX OKHUCIIECHUS
HECKOJIbKO OTianvaloTcsd. OCHOBHOHM CJIOI COCTOUT
n3 Al,O5 ¢ Bkmouenusimu HfO,, CoNb,O¢, HO B 0k-
CHJTHOM CJIO€ TIPUCYTCTBYIOT TOPBI, OTMEUEHHBIE Ha
puc. 16 u 17, obpa3oBaHHbIEC B pe3yJibTaTe UCITapEeHUS
JNeTy4ux cyOokcuaoB Huoous u MmonuodaeHa. Ilocnen-
HUE pa3pylialoT NnepBUYHBIN cioil Al,O3, npuBons K
MHTEHCUBHOMY OKHCJICHUIO Ha HaYyaJIbHOM 3Tare (CM.
puc. 1, ). boiee KpyITHbIe BKIIOUCHUS HUOOUS B OK-
CUIHOM cJjioe ciaBa oopasylor ¢pazy CoNb,O4. Ok-
cun raduuga HfO, paBHOMeEpHO pacnpenesieH B BUe
CYOMMKPOHHBIX WM HAaHOPa3MEPHBIX BKIIOUCHHUI IO
rpaHUIlaM 3€peH, TOIaBsAsa TeM caMbiM IUdhY3UI0
KMCJIOpOAa BHYTPh ajlloMUHUIa HUKes [29]. B obp. 10
non cinoeM Al,O; oTMeudaeTcsl TOHKMI 3alllMTHBIA
cioii Cry0;.

B cninaBe 1/ Ha rpaHuLAaxX 3epeH Hapsay ¢ BKJIIO-
yeHusimu HfO, Tak:xe pacnonaraercst ¢pa3a TBEpAOro
pactBopa Cr(Mo). HauanbHblli TIepuon OKHUCIEHUS
aHajlornyeH ¢ oOp. /0. OgHako u3-3a MOJIMOJeHa
MIPOMCXOOUT Oojiee aKTUBHas muddy3us Kucaopoma
Bri1yOb 0Opasiia mo rpaHuilaM 3epeH ¢ 00pa3oBaHUEM
Al,O5 u netyuero MoOs, KOTOpble BO3TOHSIIOTCSL U HE
MPEISTCTBYIOT JaJIbHEHIIIEMY IIPOHNKHOBEHHIO KHC-
Jiopoja.

BoiBOAbI

1. [TocTpoeHbl KMHETUYECKME KPUBBLIE U BHIBEJE-
HBI COOTBETCTBYIOIINE UM yYPaBHEHUS aIlIIPOKCHMa-
MU npouecca okuciaeHus npu ¢t = 1150 °C B TeueHue
30 4 pa3JIMYHBIX KapOMPOYHBIX HUKEJIEBBIX CIIJIaBOB
Ha OCHOBE MOHOAJIOMWHHIA HUKEJS, MOJTYICHHBIX
MO TEXHOJIOTUSM LieHTpooexHoit CBC-meTannypruu
(CBC-M), BakyyMHOro MHAYKLIMOHHOIO IepernJjaBa
(BHII), snemenTHOTO cuHTe3a (DC) U TOpSIUEro U30-
cratuueckoro npeccopanus (I'MIT). B 3aBucumoctu
OT COCTaBa CIlIaBa U Croco0a ero mojay4yeHus Xapak-
Tep KPUBBIX COOTBETCTBYET IapabOJIMYECKOMY, JIO-

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

rapuMHUIecKOMY MM CMEIIaHHOMY 3aKOHaM OKMC-
JICHUS.

Hnsa cnmaBoB AXKK n BI1741HIT Ha HavyaxbHOM
ctaauu (3—4 4) oTMevaeTcsl mapaboysnyeckas 3aBU-
CHUMOCTbD, a MOCJIe HapyIIeHUs IIeJJOCTHOCTH o0Opasiia
XapakTep OKHUCJICHUS MMOAUMHSIETCS JUHEHHOMY 3a-
KOHY M KOHTPOJIMPYETCS CKOPOCThIO XMMHYECKOMN
peakuuu.

2. Jlerupytomye 3JeMEHTBHI BHEIPEHUS CITOCO0-
CTBYIOT POCTY OKUCJIUTENBHON CTOMKOCTH [3-CIIJIaBOB
3a cyeT 00pa3oBaHU S TOMOJTHUTENBHBIX (pa3. B 06pa3-
e (CBC-M), nerupoBaHHOM TaHTAJIOM, B MEX3epeH-
HOM NpocTpaHCcTBe obpasyercd dasa Ta,Os5, KoTopas
CHMKAeT CKOPOCThb U INTYOMHY OKHCJICHMUS.

Oo6paszerr (CBC-M), jgerupoBaHHBIM ITMPKOHUEM,
MoKa3aJ HauJTy4YIllInii pe3yJibTar: CTeeHb OKUCIEHU ST
3a 30 4y cocraBuia 21 F/M2. LnpkoHuiiconepxxaminii
BepxHuUit cnoit Al,O3 + ZrsAl;0 ) 5 610KMpyeT BHEII-
HIo10 1Ud dy31I0 KMCIOpoaa U a3oTa, TeM CaMbIM M0-
BBIIIIAS XKapOCTOMKOCTb.

JlerupoBanue raHueM NOPUBOAUT K oOpaszoBa-
HUIO Ha TpaHWIaX 3epeH CyOMUKPOHHBIX M HaHO-
pasmepHbix BkiwodeHuit HfO,, koropele mogaBis-
0T 3epHOTpaHNYHYIO Auddy3u0 KUcaopoaa, a Mo
cinoeM Al,O5 hopmupyeTcsa TOHKHAHN 3alIUTHBINA CJION
u3 Cr,0s.

B cnmaBax ¢ MotuGaeHOM 00pa3yloTCs IETYYUe OK-
cunsl MoO;, Mo;04, CoMo0O,, KoTOpblE pa3pylialoT
LIEJIOCTHOCTD 3alIMTHOTO cjios. C pOCTOM KOHIIEHTpa-
M MOJINOIeHA YBEIUINBaeTCs ITyOMHA TPOHUKHO-
BEHUE KUCJIOPOa U a30Ta.

3. CpaBHUTENIbHBII aHAUM3 KUHETHUKU U Mexa-
HU3Ma OKUCJIeHUsI 06pa31oB U3 6a30BOro B-criyiaBa ¢
nobaBKaMu xpoMa, KobasibTa U raHUS MoKasaJ Cy-
IIECTBEHHOE BJIMSHKE Ha XapOCTOMKOCThH CIlocoba
moJiydeHus1 00pa3noB. [Ipu cHUXXeHWU DOJIN TIPUMeC-
HOro aszoTa 1 oopazosanus noxacios Cr,0; Mmensaerca u
MEXaHM3M OKUCJEHUSI.

Paboma evinonnena npu urarncosoii nodoepicke
MuHucmepcmea HAYKU U evicuieco oﬁpasoeanuﬂ
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UccnepoBaHme BO3MOXHOCTM NOJIy4€HUS AJIMHHOMEPHbIX 00pa3LoB
MAX-kepmerta TizAlC,—Al meTopom CBC
C CaMonpoM3BONIbHOM UHPUNBLTPaALMEN pacniaBOM aNniOMUHUS
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Camapckuit rocynapCTBEHHbIA TeXHUYeCKuii yHuBepeutet (CamlTY)

Cratbs noctynuna B pegakumio 28.02.2022 r., nopabotana 18.07.2022 r., nognucana B nevars 21.07.2022 r.

AHHOTauuma: PaccMoTpeHbl 0CO6EHHOCTV COBMELLLEHMS MPOLLECCA CaMOPACMNPOCTPAHSAIOLLErOCHA BbICOKOTEMMEPATYPHOrO CUHTE-
3a (CBC) nopuctoro kapkaca MAX-daszbl TizAlIC, ¢ uHGUNLTpauue pacniasoM asloMUHUS B CaAMOMPON3BOJIbHOM PEXMME C LieSbio
nonyvyeHns o6pasuoB kepaMmmko-meTanandeckoro komnoamta (MAX-kepmeta) TisAlC,—Al yBennyeHHbIX pa3aMepoB B BO3AYLLIHOWN
aTmocdepe. PazpaboTaHa HoBas cxema N3roToBneHus AJIMHHOMEPHbIX 06pa3yoB CBC-kepMeToB U3 LWNXTbl HACLIMHOW NAOTHOCTU
C CaMOrpon3BOJIbHOM UHMUABTPALMEN PACMIABOM B CMTYTHOM Harnpas/ieHUN C ABUXEHNEM BOJIHbI FOPEHUS, MPU KOTOPON MOXHO
perynmposaTh BPEMEHHYI0 Nay3y MeXay MOMEHTOM OKOH4YaHus cuHTtesa TizAlC, 1 HaYanoM npouecca camonpon3BoJIbHOrO 3a-
NOJIHEHVS MOP pacniaBoM anioMuHus. Mo gaHHon TexHonorum Obin cuHteauposan CBC-kapkac TizAlC, obwein anavHon 250 Mm
1 ANaMeTpoM 22—-24 MM, B KOTOPOM rnybuHa MHPUILTPaLUN YUCTEIM antoMUHMEM cocTasuia okonio 110 mm, a nponuTka cnna-
BOM Al-12%Si — 130 mMm. MNpurBeaeHbl cpaBHUTESNbHbIE AaHHbIE NO NMAOTHOCTU, MUKPOCTPYKTYpPE N pa30BOMY COCTaBY Ha pasdHbIX
yyacTkax no gnvHe obpasuoB nonyvyeHHbix CBC-kepMeToB. YCTaHOBNEHO, YTO MHDUALTPALUSA YUCTLIM ajloOMUHUEM paspyLuaeT
MAX-dasy TizAlC,, npespallas ee B cmecb das TiC + TiAl; B CBC-kepmeTe, a sobaska 12 % Si k Al-pacnnasy cnoco6CTByeT HEKO-
Topomy coxpaHeHnuio TisAlC, B kepmeTe. BmecTo 06pasuos MAX-kepmMeToB ¢ LienesbiM cocTaBoM TigAlC,—Al u TizAIC,—(Al-12%Si)
nosiy4eHbl ANNHHOMEpPHble 06pasubl CBC-kepmeToB € Apyrum peasnbHbiM $aszosbiM coctaBom: TiC-TiAlz—Al n TiC-TizAIC,—
TiAlz—(Al-12%Si) cooTBeTCTBEHHO, B KOTOPbIX MAX-dasa TizAIC, nam npakTn4eckn oTCYTCTBYET, AN UMEETCH B HEGObLUMX KO-
nnuyecteax. CpegHue 3HavyeHus teeppoctn CBC-kepmeTos TiC-TiAlz—Al n TiC-TizAIC,-TiAlz—(Al-12%Si) coctaBunn HB = 640 n
740 MMa, nnotHocTb p = 2,88+3,16 n 3,03+3,13 F/CMS, a ocTtato4yHas nopuctocTb 1 = 17,0+24,6 n 17,6+20,3 % cooTBeTCT-
BEHHO.

KnoueBsie coBa: caMopacnpoCTpaHaoWnnes BblCOKkoTemnepaTypHeiin cuHtes (CBC), MAX-dasa, TizAlC,, camonponsBosibHas
nHounsTpauus, MAX-kepmer, TisAIC,—Al, MUKPOCTPYKTYPa, PpasoBbiii COCTas, PU3NMKO-MexaHN4eckme CBOMCTBa.
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Investigation of possibility of fabrication of long-length samples of TizAIC,—Al
MAX-cermet by the SHS method with spontaneous infiltration by aluminum melt
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Abstract: The article discusses the features of combining the self-propagating high-temperature synthesis (SHS) of the TizAIC,

MAX phase porous skeleton with infiltration by aluminum melt in a spontaneous mode in order to obtain enlarged samples of
TizAlIC,—-Al ceramic-metal composite (MAX cermet) in an air atmosphere. A new scheme was developed for obtaining long-length
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SHS cermet samples from a bulk density charge with spontaneous infiltration by melt in the same direction with the combustion
wave movement, which makes it possible to regulate the time gap between the end of the TizAIC, synthesis and the beginning of
the spontaneous pore filling with aluminum melt. This technology was used to obtain a TizAIC, SHS skeleton with a total length of
250 mm and a diameter of 22-24 mm where the depth of infiltration with pure aluminum was about 110 mm, and impregnation
with the Al-12%Si alloy was 130 mm. The paper provides comparative data on density, microstructure, and phase composition at
different areas along the length of MAX cermet samples obtained. It was found that infiltration with pure aluminum destroys the
TizAlC, MAX phase to transform it into a mixture of TiC + TiAl; phases in the SHS cermet, and 12 % Si added to the Al melt promote
TizAlC, preservation in the cermet to a some extent. Instead of MAX cermet samples with the target composition of TizAIC,—Al
and TizAIC,-(Al-12%Si), long-length samples of SHS cermets with a different actual phase composition were obtained: TiC-
TiAlz—Al and TiC-TizAlC,-TiAl3—(Al-12%Si), respectively, where the TizAIC, MAX phase either practically absent or present in
small quantities. The average hardness values of TiC-TiAlz—Al and TiC-TizAlIC,-TiAl3—(Al-12%Si) SHS cermets were HB = 640 and
740 MPa, density p =2.88+3.16 g/cm? and 3.03+3.13 g/cm?, and residual porosity 1= 17.0+24.6 % and 17.6+20.3 %, respectively.

Keywords: self-propagating high-temperature synthesis (SHS), MAX phase, Ti3AIC,, spontaneous infiltration, MAX cermet, TizAlC,—

Al, microstructure, phase composition, physical and mechanical properties.
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BeeneHue

MAX-(pa3bl, B ToOM 4yuce KapOOoaTlOMUHUI TU-
taHa (Ti;AIC,), npuBiekalT 00JblLIOE BHUMaHUE
uccienoBaTesieil B mocieqHue 25 JeT, ¢ TeX Mop Kak
Oblla TMOKa3aHa YHUKAJbHOCTb MX CBOMCTB, codYe-
TAIOMMUX ITOCTOMHCTBA KEPaMHUYECKUX U METaJUIU-
yecknx marepuasioB [1, 2]. K HacTosmeMy BpemMeHU
CUHTE3MPOBAHO U MccaeaoBaHo 6osee 150 pa3auuHbIX
MAX-¢a3. OgHako, HeCMOTPSI Ha X OOJIBIIIOE YHUCIIO
W TIPUBJIEKATETbHOCTH CBOMCTB, OOYCIOBJIEHHBIX YHU-
KaJIbHON CJIIOMCTON KPUCTATIUYECKOM CTPYKTYpPOIL:
MaJIblii Bec, IIPEBOCXOMHASI CTOMKOCTh K OKHCICHUIO
1o 1400 °C B arpeccuBHOI cpele, BbICOKasl yCTOMYM-
BOCTh K MEXaHMYECKUM ITOBPEXICHUSIM, TEIJIOBOMY
yaapy ¥ pamuanniy, CaMO3aXKMBJICHUE TPEIINH, XOPO-
1rast o00pabdaThIBa€MOCTh KaK pe3aHUeM, TaK dJIEKTPU-
yeckoil aposueit, MAX-da3bl 10 CUX MOp HEe HalIIU
MIPOMBIIIIJICHHOTO TpUMeHeHU S [2]. ODHUM U3 3aMeT-
HBIX UCKJTIOUEHU SIBJISIETCS KapOoaTlOMUHU XpoMa
(Cr,AIC), KOTOpBI UCTIIOJIB3YETCS B CKOJNIB3SILLIUX TO-
KOCHhEMHHKAX BBICOKOCKOPOCTHBIX Moe310B B Kurae
BMECTO yTJIEPOJHBIX TOKOChEMHUKOB.

I'maBHBIM caepXuBawIIUM (HaKTopoM TpaHcdepa
MAX-pa3 Ha pBIHOK SBJISIETCSI OTCYTCTBHE ITOHXO-
ISIIUX MeTonoB MpousBoacTBa MAX-da3 BbICOKOI
YUCTOTHl B OOJBIIMUX KOJUYECTBAX C IpUEMJIEMOI
CTOMMOCTHIO [2]. B 3TOM OTHOIIEHUN OMHUM U3 HAU-
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0oJiee TIepPCIeKTUBHBIX MOXET ObITh METOJl caMopac-
IIPOCTPAHSIONIETOCS BBICOKOTEMIIEPATyPHOTO CHH-
te3a (CBC), KoTOpbIil XapakTepu3yeTcsl MPOCTOTOM,
KOPOTKMM BpEeMEHEM CHHTEe3a, MaJIbIMU 3aTpaTaMu
SHEPIUH, TUOKOCTHIO M BO3MOXHOCTBIO YBEIIMUYCHUS
MaciiTaba Tporu3BOACTBA, a TAKXKE TTPUEMJIEMON CTOU-
MOCTBIO MPOAYKTOB cuHTe3a [2—4]. OcHOBHOM He-
IIOCTAaTOK 3TOM TEXHOJOTUH 3aKII0YaeTCS B BHICOKOM
colepXaHUU B CUHTe3UpoBaHHBIX MAX-dazax mo-
0ouHBIX (a3 M mpumeceil (KapOUIOB, MHTEpPMETa-
JINJIOB, OCTATKOB HEIIPOpPEarupoBaBIINX PEarcHTOB).
C y4eToM 3TOro HECOMHEHHBIW MHTEepeC MpeacTaB-
JIIeT majibHelilee pa3BUTHE U YCOBEPILICHCTBOBaHUE
metoga CBC kak TexHOJIOTMYecKOoTo (pyHIaMeHTa
IUTST CO3IaHMsI 9KOHOMWYECKU ONpaBIaHHBIX TTPOU3-
BOJCTB, T.e. KoMMepinanu3zauuu MAX-¢a3 1 HOBBIX
KepaMHMYECKUX M KOMIIO3WMIIMOHHBIX MaTepHaJioB W
WU3JICIUA Ha UX OCHOBE.

B Hacrogiieit paboTe paccMarpuBaeTcsl HMpuUMe-
Henmue Metoga CBC mis cmHTe3a MOpUCTOro Kapkaca
MAX-@aszpr Ti3AlC, ¢ mocnenyouieid caMoIrpouns-
BOJIbHOM MHGUIBTpallMeld pacilylaBOM aJIOMUHUS C
LIEJIBI0 TIOTYIeHMSI KEPAMUKO-METaJUIMUeCKOTO KOM-
nosuta (MAX-kepmera) TizAlC,—Al yBennmyeHHBIX
pasMepoB B Bo3ayiiHoit aTtmocdepe. (KoMmo3uTsl
MAX-(pa3sl ¢ MeTalaaMu B aHIVIOSI3BIYHON JTUTEpa-
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Type obo3Havarotrcsa Kak «<MAXMETs» unu «<MAX-
MMCs» [5—7], HO B pyCCKOSI3BIYHBIX UCTOYHUKAX MBI
npeajiaraéM UCIoJib30BaTh Ha3BaHue «M A X-KepMeT»,
yuuThiBas, 4To MAX-ba3sl OTHOCAT K HOBOW Kepa-
Mmuke [8, 9].) Coenunenue TizAIC, gBasgeTcs ogHOU
13 Hamboyiee MOMyasIpHBIX MAX-¢a3 m oTimyaeT-
Cs MaJIbIM BECOM, XOPOIIMMU TPEHIMHOCTOMKOCTHIO,
IMJIACTUYHOCTBIO U OKUCIUTEIBHON CTOMKOCTBIO MPU
BBICOKHUX TeMIIepaTypax, B CBSI3U C YeM €€ MCIIOJb30-
BaHME BeCchbMa IMPUBJIEKATEIbHO B KOMIIO3UIITMOHHBIX
MaTepuajax ¢ MeTananamu, T.e. B MAX-KepMeTax, B
aspokocMuyeckoit Texuuke [6, 9, 10]. KepmeTsl Ha
ocHoBe Kap6oamoMuHunos TutaHa Ti,AlC u TizAlC,
¢ MeTajuinyeckoil Al-cBsI3KOi 001aJal0T BHICOKMMU
3HAUYCHUSAMM IIpefesia TeKydeCTH, yIapHOil IpOYHO-
CTU U AUCCUNALUM MeXaHuueckoil sHepruum [11, 12].
OHU paccMaTpuBalOTCA AJsI IPUMEHEHUS B KayeCTBe
3aIIUTEHl KOCMMUYECKUX aIllllapaTOB OT BBICOKOCKO-
POCTHBIX y1apOB MUKPOMETEOPUTOB U OPOUTATIBLHOTO
Mycopa, KaKk HaMHOT0 0oJiee 2(p(PeKTUBHBIE, YEM aJTI0-
MWHWU U pyTUE METAJLIIBI.

s u3rotoBieHUs KapkacHbix MAX-KepMeToB
MOXHO HCIOJIb30BaTh KaK TBepaoda3Hble METOIbI
IMOPOIIKOBOM METAJIypPIuM, TaK M XUIKO(Ma3HbIC
MeTonbsl MHOuabTpanuu [13]. Hampumep, kepMmeTsl
TizAlC,—Al OblIM M3rOTOBJIEHBl M3 MOPOLIKOB YM-
croro Al u 40 06.% Ti;AlC, MeTomOM TOpSYETO M30-
craTu4yeckoro rnpeccoBaHus [12]. YcraHoBieHO, 4TO
HaHOKpucTajuinyeckue arjaomepatol TizAlC,, pas-
HOMEPHO paclipefejicHHbIe B Al-Marpuile, o0pasyioT
TBEPIBI HENpephIBHBIN Kapkac. OlleHKa MexaHU-
YeCKMX CBOMCTB KEPMETOB B IMalia30HEe TeMIlepaTyp
20—500 °C myTeM npoBeeHN S UCTTBITAHWI Ha CKaTHUe
MPU MOCTOSIHHOUN CKOpoCcTU nedopMmaliuu mokasana,
YTO Ipelea TeKy4ecTH KepMeTa IMpUMEpHO B 2 pasa
0oJbIlle, YeM Y aJTIOMUHHNEBOI MaTPUIIBI B MCCIICIY-
€MOM [Mamna3oHe TeMIlepatyp. MeTomoM ropsyero
npeccoBaHus nopowkoB TizAlIC, u yucroro Al 6611
usrorosjeH HoBblil kepMeT Ti;AlC,—Al;Ti—Al [14].
CunbHag Mexda3Has CBSI3b BO3HUKJA U3-3a 00pa3o-
BaHus daspl Al3Ti mexay TizAlC, u Al. beuin uzme-
PEHBI IPOYHOCTh Ha M3THO, IPOYHOCTD IIPU CXKATUU,
Tpenen TeKy4eCTH MPU CKaTUW U TBEpAOCTh 1Mo Buk-
Kepcy Kepmera, apmupoBaHHoro 30 00.% TizAlC,,
koTopbie coctaBuan 398 MIla, 404 MIla, 359 MIla u
1,91 I'TTa coOTBETCTBEHHO.

Metoasl MHPUIBTpaUK (MIPOMUTKHU) ITOPUCTOTO
KepaMUUYECKOr0 KapKaca METaJUIMYeCKMM pacILIaBOM
SIBJISTIOTCSI OTHUMM M3 HauboJyiee pacrpoCTpaHEHHBIX
TEXHOJIOTUI1 B MPOM3BOACTBE M3ACIUN 13 KEPMETOB U
ITO3BOJISIIOT TTOIYYaTh M3AEIUST CJIOXKHON (POPMBI ¢ Ma-

JIO OCTAaTOYHOM TIOPUCTOCTHIO M HU3KOW CTOMMOCTBIO
10 CPaBHEHUIO C METOIAMM ITOPOIITKOBOI METaJLTypPrum
M3-32 BO3MOXHOCTH MCIOJIb30BaHUS CPABHUTEIBHO He-
JIOPOroro 00opya0BaHUsI IUTEHHOro Mpou3BoAcTBa [13].

HaubGoiee mpocThIMU U TTOTOMY TPUBJIEKATETbHbI-
MU SIBJISTIOTCS CITOCOOBI ¢ MCITOJIb30BAHHEM CaMOITPO-
M3BOJIbHON MHMUIbTpallMU 0e3 MPUJIOXEHUS BHEII-
Hero maBieHus. Ho camompousBoyibHas IPONMTKA
KepaMHMYEeCKOTO0 KapKaca BO3MOXHa TOJBKO TOTHA,
Korfa pacIjlaB MeTajlla CMauyuBaeT KepaMUKYy, T.e.
Korjaa KpaeBoii yrojl cMaunBaHus 0 < 90°. Yem MeHblIIe
BEJIMYMHA O, TEeM JIerde IPOXOIUT MHPMIBTpAIIN.

Yron cMauuMBaHUS 3aBUCUT OT IPUPOABI Kepa-
MUYECKON M MeTalaudeckoil a3, TeMIiepaTypbl U
IUIMTEILHOCTA WX KOHTaKTa, a TaKXe ra3oBoil cpe-
ael. MAX-dassr Ti3SiC,, TizAlC, u Ti,AlC nogo6Ho
kapounay tTutaHa (TiC) He cMauMBalOTCS KUAKUM YU~
CcTBIM anroMuHHEM (0 > 90°) mpu TeMIepaTypax MeHee
900 °C u3-3a HaJIW4YUs OKCUIHOU MJIEHKU U 3arpsis-
HeHUit Ha moBepxHocTH MAX-da3. Ho mpu Oonee
BBICOKHX TeMIIepaTypax M C TeUeHHEeM BpeMeHU Kpa-
€BOIl yrojl CMauyMBaHMUSI YMEHBIIAETCS 10 3HAYeHU U
0 < 90°, T.e. HAUMHAETCSI CMayuBaHUE. DTO OOBSICHS-
eTCS TeM, 9TO CMaYMBaHUE OIIPEHeNISIeTCI XUMUIe-
CKMMM peaklMsIMHU Ha TOBEPXHOCTU pasneia da3 u
X BJMSHUEM Ha pa3pyllieHHe OKCUIHON MJAEHKH Ha
TOBEPXHOCTH.

Kak oTMmeuaeTcsa B padote [15], Ha cerogHSIIHUMI
JIeHb UMeETCs] HEMHOro MH(bOpMalluu O IPUMEHEHU U
MeToma MHOUIbTPALIUM IS MOJIYYCHHs KapKacHBIX
MAX-KepMeTOB C MeTaJJIMYECKOU aTloOMUHUEBOM da-
30ii. B aT0i1 Xe pabore mokasaHo, uTo MAX-kKepmeTr
CHCTEeMBI KapOOaJTIOMUHUA TUTaHA — AJIIOMUHUN, a
nmeHHo TizAlC,—2024Al ¢ KapkacHOI CTPYKTYpoii,
MOXET OBITh YCIEUIHO M3TOTOBJIEH U3 MOPUCTHIX 3a-
rotoBok TizAIC, myTeM MHGUAbBTpauuu 0e3 aBie-
HUS pacilaBoM ajJoMuHUeBOro cruiaBa 2024Al npu
=930 °C [15]. 3aroroBku TizAlC, c nopuctocTsio 48,
41 1 35 % ObLIN IIpeABapUTEIbHO MOJYYEHbI CIIEKAHU-
eM B BakyyMe nipu ¢ = 1450 °C u3 nopomkoB Ti, Al u
TiC. Ilpu uHUABTpaUUU AJUTENbHOCTbIO 180 MUH
B pe3yJbTarTe peakiny MeXIy aroMaMu Ti, IeMHTep-
KaJupoBaHHbIMU U3 nopucroro Ti;AlC,, u aromamu
Al u3 xuaxkoro 2024Al B mopax odpa3oBaJicsi UHTEP-
metannun Al;Ti B konnuectse ot 15 1o 28 06.% npu
nopucroctn Kapkaca TizAlC, ot 35 mo 48 % coor-
BeTCTBEHHO. [Ipy KOMHaTHOII TeMmeparype KepMeT,
obpazoBaHHbI U3 kapkaca TizAlC, ¢ nopucrocTbio
41 % v umeromuii coctas, 00.%: 52TizAlC,—19A1;Ti—
29Al1, ¥ OTHOCUTEIBHYIO MIOTHOCTH 95,41 %, moka-
3aJ1 HAWJIYYIIMH KOMIUIEKC MEXaHUYECKUX CBOMCTB:

26 lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional'nye Pokrytiya = 2022 = Vol. 16 = N°3



CamopacnpocTpaHsoLLMACS BbICOKOTEMIEPATYPHbIA CHHTE3

MpOYHOCTh Ha u3rud — 510 MIla, mpoYHOCTh Ha CXKa-
te — 729 MIla u nedopmarus mpu cxatun — 5,49 %.

Astopamu [10] mopucTtbie Kapkacki MAX-da3ssl
Ti3;AlC, 6buy nosnydeHsl MetogoM CBC ¢ HarpesoM B
MUKPOBOJHOBOM MeYH, a 3aT€M ITOCJIe OCThIBAHU S OHU
OBLIHM TIEpEHECEHBI B METAJIMYCCKYIO TIpecc-(popMmy,
nogorpethl A0 750 °C M mpomnuTaHbl B TeyeHUe l—
2 MUH pacrjaBoM aJIOMUHUEBOTrO JIMTEHHOIO CIIjiaBa
Al—13%Si ¢ temniepatypoii 720—740 °C mo TeXHOJIO-
riu JuThd 1tox nasienueM 90 MIla. KonnyecTBeHHBIN
peHTreHoda30BbIl aHAIM3 IMOKa3all, YTO B pe3yabTa-
te CBC momydJaeTcss KepaMHIeCKU KapKac U3 IBYX
ocHoBHBIX (ha3 Ti,AlC u TizAIC,, a Takxe He3HAUU-
tenbHOro Konmuectsa TiC, mac.%: Ti,AlC — 66,54,
Ti;AlC, — 30,32, TiC — 3,14. [Tocne nHduabTpanuu
mon maaBjieHuWeM pacrmiaBoM Al—13%Si o6pasyeTcs
MAX-kepMeT ¢ 00bEMHBIM COOTHOIIIEHUEM KepaMU-
YeCKOM M MeTaJIM4ecKoil a3 MpuMepHO Ha YPOBHE
50 : 50 ¥ OTHOCUTEJILHOM MJIOTHOCTBIO He MeHee 95 %.
M3-3a Majioit IIUTETbHOCTU M HU3KOU TeMIIepaTyphbl
mpoliecca MHPMIBTpaIUM ITO00YHAsT WHTepMeTa-
nnueckas ¢asza Al;Ti He dopmupyercsa. TBeprocTsb
KepMeTa yBeJIuuuaach B 4 pa3a OTHOCUTEIbHO MSIT-
koit Marpuubl (Al—13%Si): 588 HV mpotus 160 HV,
a CKOpOCTh M3HOCA COCTaBWJIa MEHEE TOJOBUHBI OT
CKOPOCTH M3HOCca criiaBa Al—13%Si.

B mpuBegeHHBIX IIpuMepax C HCIOJIb30BaHUEM
WHOUIBTpauuu nojydyeHue MAX-KepMETOB CUCTE-
Mbl TizAlC,—Al ocyuiecTBasiioch Mo 2-cTaluiHBIM
TEXHOJIOTUSM C IIPUMEHEHUEM [JINTEIbHOTO BHEII-
HETo HarpeBa IpM BBICOKMX TeMIleparypax, T.e. Ha
CJIOKHOM 000pPYIOBAaHUY U MPU OOJIBIIOM 3HEProIo-
TpebaeHn. OmHOCTAIMNHBINA 3Heprocoeperarommii
npouecc cunoBoro CBC-koMITaKTUPOBaHUS MTO3BO-
JIIET UCTOJIb30BaTh TernnoBoit a¢pdekT CBC kak aisa
cuHTe3a kapkaca MAX-dassl Ti3AIC,, Tak 1 414 o1-
HOBPEMEHHOTO PaclJiaBJeHUS aJIOMUHUS U €ro ObI-
CTpO# BBIHYKASHHONW MH(PUIBTPALIMU MO AeHCTBU-
€M JIaBJICHWSI IIPECCOBAHUSA B CHUHTE3MPOBAHHBIN
Kapkac Ipu Nojy4yeHuu KoMmnakTHoro MAX-kepme-
ta Ti,AIC—AIl [16].

OnHako YIPOIIEHWE TaKOro MOAXO0[a 3a CYET OT-
Ka3a OT UCIMOJIb30BaHUS CJIOXHOTO MPECCOBOro 000-
pynoBaHus U npuMeHeHue mpouecca CBC kak ans
cuHTe3a Kapkaca MAX-da3bl, TaK U Ui OTHOBpE-
MEHHOIO pacIljlaBJeHUs MeTajlja U ero caMOIpou3-
BOJIbHOM MHMUIBTpALUMU B KapKac 0e3 MPUJIOKEHU S
M30BITOYHOTO MaBJICHUS IIPUBOIUT K IOJYYESHUIO HE-
OfHOpPOAHOro coctaBa MAX-kepMeTa ¢ YaCTUYHO 3a-
MOJMHEHHBIMU TopaMu Kapkaca [17]. Takoit pe3ynbTar
OOBSICHSIETCSI TeM, YTO 3a cueT Teruia peakuuu CBC
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MOXeT OBbITh paciJiaBJeHO JUIIb HEOObIIIOE KOTUYe-
CTBO MeTaJjljla, HeAOCTaTOYHOE IS TOJTHOTO 3aIloji-
HeHus nop Kapkaca MAX-da3bl caMmonpon3BOJIbHOM
uHbUIbTpaLuei, a 3atparsl Teria CBC Ha HarpeB u
pacmiaBjieHUe aTIOMUHUS IIPUBOAAT K OBICTPOMY OX-
nmaxaennio CBC-kapkaca, 3aTpygHss €ro cMaduBa-
HUE€ pacIlJIaBOM MeTajja U MpoTeKaHue cCaMOIpOu3-
BOJILHOUM MHUJIBTPALINN.

B cBsI3M ¢ 3TUM aBTOpaMU HACTOSIIE!N CTaThbU OBLT
MPEAIoXeH HOBBII MPOCTON COCOO MOJIyUYeHUs Kep-
METOB Ha ocHoOBe IpuMeHeHus npouecca CBC mo-
PHUCTOr0 KepaMHWUYECKOro KapKaca C ITOCJIeAyIomeit
CaMOMpPOU3BOJIbHON WMH(MUIbTpallMell paciiaBoM Me-
Tajjaa, IMPUTOTOBJICHHBIM IPEABAPUTEIHLHO 3a CYET
HarpeBa OT BHEIITHETO MCTOYHMKA. DTO MO3BOJISICT UC-
MOJIb30BaTh €ro B HEOOXOAMMOM KOJIMYECTBE 115 MOJI-
HO# TIPOMUTKM KepaMUIEeCKOTO KapKaca JOCTaTOYHO
0ONBIIMX pa3MepoB 0€3 MPUJIOXEHUS U3OBITOUHOTO
JIaBJIEHU s, YTO OBIJIO YCIEIIHO MOoKa3aHO Ha MpUMe-
pe monyuyeHus kepmeta TiC—Al [13, 17]. DTa TexHo-
Jiorust Obl1a MpUMeEHeHa Ui moayyeHuss MAX-kep-
MmeToB Ti,AIC—Al u Ti;AlC,—Al B Buae HebOIbIINX
00pas3loB MyTeM CXKXUTaHUs Ha BO3AyXe IPECCOBaH-
HEIX nof mgaBieHueM 25 MIla OpuKeTOB (IMaMeTpoM
23 MM U BbIcOTOH 10 MM) COOTBETCTBYIOIINX CMeCei
MOPOIIKOB TUTaHa, aJJIOMUHUS U rpacduTa ¢ BBIIACPXK-
KOI B cpemHeM § ¢ IoCiie OKOHYAHUS TOPEHUS U TI0-
CJIEYIOIIUM TOTPYXEHUEM CUHTE3MPOBAHHOTIO TOpsi-
yero kapkaca MAX-¢a3bl B paciiaB allOMUHUS WU
€ro 3aJIMBKOM Al-pacIiIaBoM IS CaMOIIPOM3BOJILHOM
nHpuaprpauuu CBC-kapkaca [18, 19].

HecoMHeHHBI MHTEpec MpeacTaBiisieT UCCIeno-
BaHHE BO3MOXHOCTH M3TOTOBJICHHS HOBBIM CIIOCO-
6oM 00pa3noB MAX-KepMETOB YBEJIMYEHHBIX Da3-
MEpOB 110 CPAaBHEHMIO C MOJIYUEHHBIMU paHee, B TOM
Yucje TIMHHOMEPHBIX 00pa3lloB, IJMHA KOTOPHIX B
HECKOJIbKO pa3 00Jblile TMaMeTpa UX MOMepeyHOoro ce-
yeHUs. JInuHHOMepHbIe 00pa3ubl Kepmeta TiC—Al B
BUE MJIMHIPUICCKUX CTepKHEH IrHOM 10 130 MM
OBIJIM MTOJYyYEHBI U3 COCTABHOM IIMXTOBOM 3arOTOBKU
n3 13 OTAENbHO CHPECCOBAHHBIX IIMXTOBBIX OpHMKe-
TOB (BhICOTOM 10 MM M mmamMeTpoM 23 MM), KOTOpEIE
OBIIM MJIOTHO MPUXKATHI APYT K APYTY, COMMPUKACasICh
TOpLIaMU, TaK KaK TEXHOJOI'MYECKU CJIOXHO M3r0TO-
BUTbH IIEJIbHYIO CIIPECCOBAHHYIO IIIMXTOBYIO 3aTOTOBKY
OOMBIION AJUHBI C PABHOMEPHBIM paclpeaeieHueM
MJOTHOCTH IIUXTHI [13].

Llenbo HacTosIIeil pabOThHl OBLJIO MCCIEAOBaHUE
BO3MOXHOCTU IMPUMEHEHUs HOBOW, OoJiee MpOCTOi
cxeMbl TipuMmeHeHus Tipouecca CBC ¢ camomnpous-
BOJIBHOM MH(MUIBTpAIlNeii pacIlIaBOM aJTIOMUHHUS IS
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MOJIyYeHU I JTMHHOMEPHBIX 00pa3iioB MAX-kepMeTa
TizAlC,—Al 13 WKXTHl HACBIITHOW NJOTHOCTH B BO3-
NYIITHOI aTMocdepe ¢ yueToM ocobeHHOCTel 06pa3o-
BaHus MAX-dassl TizAIC,.

Martepuansl U MeTOAbl UCCNEeA0BaHUS

Panee mpoBemeHHBIE MCCIEIOBAHUS TOKa3aiu,
YTO CTPYKTypa U (PpaKIUOHHBIA COCTAaB MCXOMHBIX
MOPOIIKOBEIX PEareHTOB CYIIECTBEHHO BIUSIOT Ha
conepxanue TizAlC, B CBC-kapkace, a TakXe Ha ero
CTPYKTYpPY IIOCJIe CHHTEe3a B BO3AYIIHOM aTmMocdepe
[20]. IToaTOMY B HacToOsI1IEi paboTe B KAY€CTBE OCHOB-
HBIX IMOPOIIKOBBIX PEAreHTOB OBbIJIM BBIOPAHBI MapKU
tutada TIIII-7 (d ~ 300 MmxMm, uuctora 97,9 %), aaiomu-
Hus [1A-4 (=50 mxMm, 99 %) u rpadura C-2 (~15 MKM,
98,5 %), no3zBossiolre cuHtesupoBaTh CBC-kapkac
Ha BO3Jyxe C HauboabplnM copepxxaHueM Tiz;AlC,
06e3 CYIIEeCTBEHHBIX MaKpPOCTPYKTYPHBIX Ie(heKTOB,
TPEIIMH, KPYIHBIX MOp U T.I. PacmjaB aJtoMUHUS C
temnepatypoit 900 °C mnsg napunsrpanuu CBC-xap-
Kaca TOTOBWJIY U3 aTIOMUHUS Mapku A8S (UMCTOTA HE
meHee 99,7 %) B anektponeun («Graficarbo», Mtanus).
CmutaB Al—12%Si nonyyanu pacTBOpEHUEM KPEMHU S
B pacruiaBe aJlOMUHUSI.

IIpeaBapuTebHO MPOCYIIEHHBIE HCXOAHBIE IIO-
POIIIKM CMEIIMBAJIM B IIAPOBOII MEJBHUIIC B TCUCHUE

20 muH. IIuxToByto cMech nopoikoB 3Ti + Al + 2C
3achlIajid B ONHOCIOMHBIN OyMaXXHBIM HUANHAPUYE-
CKUIi CTaKaH AuaMeTpoM 22 MM U AJuHou 250 MM 6e3
NOTOJIHUTEbHOTO ee yruioTHeHus. Peakuuio CBC
MMPOBOAMIN CXUTaHWEM IMMXTHl B HACHIITHOM BHUJE
BHYTpHM OYyMaxXHOTO CTaKaHa, pa3MEIICHHOI'O TOpH-
30HTaJILHO Ha TIeCYaHOM OCHOBaHUM. [OpeHue NIUXThI
WHUIIMAPOBAIN C IOMOIIBI0O HUXPOMOBOI BJICKTPH-
YeCKOM CITMpaIn HaKaJIUBaHU S ITOCPEICTBOM 3aIlalb-
HOI cMecH mopollkKoB TuTaHa Mapku TIIII-7 u caxu
I1701 B MaccoBoM cooTHoOIIeHUU 4 : 1.

3amajxbHas CMeCh TTOABOIMIA TEIIJIOBOM MMITYJIBC
K IIMXTe Ha ygajeHun B 40 MM OT MecTa KOHTaKTa
IIMXTOBOM 3arOTOBKM ¢ BaHHOM Al-pacnimaBa. MHU-
IUMPOBaHUE 3aMaJIbHOM CMEeCH 1 3aJIMBKY pacIljiaBa B
MPUTOTOBJIEHHOE YIJyOJeHUE B ITECKE OCYILEeCTBISIN
OJHOBpEMEHHO, TIpu 3ToM 3anyck CBC-peakuuu ot
KOHTAaKTa IMUXTHI C TOPSYNM PaCIIJIaBOM HE IIPOVC-
xoaua. C y4eToM 3KCHEepUMEHTAJbHO OINpeaeeHHOU
CKOPOCTU JBUXEHU S BOJIHBI TOpeHMs (~6 MM/C) TaKoe
pacctosiHue (40 MM) MO3BOJISITIO OOECIIEYUTh T1ay3y B
5—6 ¢, DOCTaTOYHYIO JUISI 3aBEpPIIECHUSI BTOPUYHOTO
CTPYKTypoobOpa3zoBaHust B mporopeniieM CBC-kap-
kace u cuHTe3a TizAlC,.

CKOpOCTh TOPEHUS OMpeAesiavu METOIOM BUIEO-
cheMKU (¢ yacToToit 60 Kaap/c) mpouecca ropeHust
IIMXTOBOM 3ar0TOBKU AJMNHOI 200 MM — 1O aHAIU3y

Puc. 1. Cxema nonyuyenust CBC-kepmeta Ti;AIC,—Al (Bua cBepxy)

1 — cniupasip HakanuBaHus, 2 — 3anai, 3 — Al-pacmias ¢ 1 = 900 °C, 4 — ppoHT uHpUIBTPAIIUY PACTLIABOM,

5 — ycnoBHBII GPOHT BTOPUUHOTO CTPYKTYpoodpasoBaHusl TizAlC,, 6 — dpoHT ropenus, 7 — mmxta CBC, 8 — necox
A — obnactb ucxogHbIX peareHToB 3Ti—1Al-2C; B — obnacTb nepBuyHoro crpykrypoodpasosanus TiC, + TiAl;

C — 006;1aCTb BTOPUYHOTO CTPYKTYpooOpasoBaHus TizAlC,; D — obaacts uHGMIbTpauuu Al;

(C+ D) — obnacts Ti3;AlIC,, conepxaluas UHOUIBTPUPOBAHHBII aIIOMUHUI B IOpax

Fig. 1. Ti;AlC,—Al SHS cermet production diagram (top view)

1 —filament, 2 — igniter, 3 — Al melt at # = 900 °C, 4 — melt infiltration front, 5 — conditional front of Ti;AlC, secondary structure

formation, 6 — burning front, 7— SHS charge, 8§ — sand

A — area of 3Ti—1AI-2C initial reagents; B — area of TiC, + TiAl, primary structure formation; C — area of Ti;AlC, secondary structure
formation; D — area of Al infiltration; (C + D) — Ti;AlC, area containing infiltrated aluminum in pores
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BUICON300pakeHU s IyTeM OIpeaeIeH s OTHOIIEHU ST
IJIMHBI mporopesiinero CBC-kapkaca Ko BpeMeHH ero
nmporopanus. O06IIas cxeMa dKCIIepUMEHTa IToKa3aHa
Ha puc. 1. I3 ero naHHBIX BUIHO, YTO MECTO WHUIIU-
upoBaHusi CBC MOXHO cMeliaTth BIOJb IITMXTOBOI
3arOTOBKH, PETYIMPYS May3y MEXIY IPOXOXICHUEM
BOJIHBI TopeHus1 U (GpoHTOM MHOGUABTpauuu. Bos-
MOXHOCTb PEryJIMpOBaHMs May3bl HEOOXOAMMa IS
obecrnieyeHusl OMpeneIeHHON BPEeMEHHOW 3aJepXKU
JUTSL IIUXTOBBIX CMeCeil pa3IMYHOro COCTaBa M TLIOT-
HOCTH IIPECCOBAHUS, KOTOPbIE MOTYT UMETh 3HAUM-
TEJIbHO OTINYAIOIINECS CKOPOCTH TOPEHUSI.

IMonyyennbiit CBC-kepmMeT ObLI pa3nesieH Ha paB-
HbIe HJIMHAPHI IJIMHON 20 MM JJISI UCCJIEIOBAHUS MU-
KPOCTPYKTYPHI U (Da30BOr0 COCTaBa Ha ONpeIeIcHHOM
PacCTOSIHMM OT Hayajla obpaslia, KOHTaKTUPOBABIIETO
¢ pacruiaBoM MeTajuta. McciemoBaHue MUKPOCTPYK-
TYpBl 00pa3oB IIPOBOAMIIN C IIOMOINBIO CKAHUPYIO-
IIET0 3JIEKTPOHHOTo MuKpockomna (COM) JSM-6390A
(JEOL Ltd., Anonus). ®a30Bblil cocTaB Onpeaeasyin
peHTTeHO()a30BBIM METOIOM C ITOMOIIbIO TU(GPAKTO-
meTpa ARL X’trA-138 («Thermo Scientific», [lIBeiia-
pusi) ¢ ucnonabsoBaHueM CuK,-u3jlydyeHUs NMpU He-
MIpepbIBHOM CKaHMPOBAaHWM B MHTEpPBAJIC YIJIOB 20 =
= 5°+80° co ckopocThio 2 rpaa/MuH. [T10THOCTE 06-
pa3loB OLIEHMBAIU MYTEM TMIPOCTaTUYECKOTO B3Be-
muBaHus B Bome. TBepmocts (HB) namepstiu o bpu-
HEJIJTI0O METOIOM WHIIEHTUPOBAHMS CTAJIBHOTO ITapuKa
(d =5 mM) c Harpy3koii 2,5 kH, Tak Kak cpaBHUTEJILHO
KPYITHBIH IIApUK TTO3BOJISIET YCPEAHUTD CTPYKTYPHBIC
HEOAHOPOAHOCTH (MEJKHE MOPHI).

Pe3ynbrathl M X 006CyXaeHue

IIpenBaputenbHbIe 3KCIEPUMEHTHI MO MPUMEHE-
Huio CBC gng monydyeHust MAX-KepMeTOB TyTeM
WHULIMUPOBAHUS TOPEHUS B MECTE€ KOHTAKTa IIMXThI
C pacIUlaBOM ITOKa3ajJd HEBO3MOXHOCTb COXpaHe-
Hug MAX-da3sl B KOHEYHOM Kommnosute. [lomama-
Hue 6oJiee XOJIOJHOTO pacijlaBa MeTajjaa B TOPSIUYUA
CBC-kapkac NpuBOIMIIO K €ro ObICTPOMY 3aX0axKU-
BaHUIO ¥ TOPMOXKEHHUIO BEICOKOTEMIIEPATYPHBIX peaK-
nui obpazoBaHusd MAX-da3 kapOoaTlOMUHUIA TH-
TaHa, MPOTEKAIOIINX B 30HE IOTOPAHHUS B TEUEHUE KaK
MUHUMYM 4—6 ¢ Mociie MPOXOXACHMST BOJIHBI rOpe-
Hus [21]. [ToaToMy myTeM peryiMpoBaHUs BpeMEeHHOMU
nay3bl MeXAy TMPOXOXIEHUSIMU (pOHTAa TOPEHUS U
¢dpoHTa MHOUIBTPALIMT MOXHO 00CCIICUNTH YCIOBUS
s popmupoBaHuss MAX-¢a3bsl B 30He JOropaHusl.
C npyroit CTOpOHBI, CAUIIKOM JAJUTENIbHAs May3a MO-
JKeT IPUBECTH K 3HAYUTEIILHOMY OXJIaXKICHHN IO KapKa-
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ca, YTO B KOHEYHOM CUETE C/IeJIaeT HEBO3MOXHBIM €0
CMavyMBaHUE U CaMOIPOU3BOJIBbHYI0 MHGUIBTPAILINIO
pacIiaBoM aJTIOMUHUS MO0 CYIIECTBEHHO OTr'paHU-
YUT IyOUHY UHGUIBTPALIUHU.

ITpu uanunupoBanuu CBC Ha paccrosHuu 40 Mm
OT BaHHBI paclljlaBa BO3HHKAIOT OJHOBPEMEHHO
2 dbpoHTa TOpEHU S, IBUTAIOIIMXCS B TPOTHBOITOIOX-
HBIe CTOPOHBI IIUXTOBO# 3aroToBKu. IlepBuIil GpPOHT
TOpPEHUSI, IBUTAIOIINIACS B CTOPOHY BaHHEI pacIljia-
Ba, npoiiag myTh B 40 MM, mocTUraj Havaja IIUXTO-
BOI1 3aTOTOBKM B MECTE¢ KOHTaKTa C pacIIaBOM, 1 yXe
packaneHHblii CBC-kapkac pacnjaBisii OKCUIHYIO
IUICHKY Ha TTOBEPXHOCTH BaHHBI pacruiaBa. s mpe-
OJ0JIEHUS TaHHOTO paccTossHUs (40 MM) TIpu CKOpO-
CTU JBUXEHUS BOJHBI TOPEHUSI 6 MM/c TpeOOBaJIOCh
o0koJio 6—7 c¢. C 3TOro MOMeHTa Ha4YMHaJIach UHPUIIb-
Tpanud pacriaBa anrtomuHus B CBC-kapkac, B KOTO-
POM TIpPOmOJIKaJl IBUTAThCS BTOPOU (DpOHT TOPECHUS
B IIPOTHMBOIIOJIOKHOM OT BaHHBI paciliaBa HampaB-
neHuun. TakuM oOpa3oM obecrieurBaiach BpeMeHHAs
may3sa (6—8 ¢) MexX1y BTOPHIM (OCHOBHBIM) (DpOHTOM
ropeHusi U GpoOHTOM UHGOUIBTPALIUH.

Buemrnuii Bun monydyeHHoro CBC-kepmera Ha
ocHose Ti;AlC, npencrasieH Ha puc. 2. BugHo, uto
clieBa B BEpXHE# yacTu oOpasila ocTanach 4acTh Cro-
pEeBIIEro 3amajia, KOTOpblii Ha ymajieHuu ~40 MM OT
Hayaja obpasua mHuUOuuponasl peaknuio CBC, 3a-
ITYCTUB 2 BOJTHBI TOPEHUS B pa3Hble CTOPOHBI. 30HA [
nanHOI okoJio 40 MM Ha oOpa3siie chopMUpoOBaHa Mep-
BOIl M3 HUX W BBIIIOJHSIIA TEXHOJIOTHIECKYIO (PYyHK-
W0 B TaHHOM cXeMe. YUUTHIBAs, YTO Tay3a MeXIy
OKOHYaHMEM TOpEeHUs B JaHHOW 30He [ U HayaJloM
UHOGUIBTPALMU COCTaBIsIIa MeHee 6 ¢, To QYHKLUS
nmaHHoro yvyactka CBC-kapkaca cBejlach K obecrie-
YEeHMIO TMay3bl MeXAYy BTOPOI BOJHON ropeHust (IBU-
rapIeiicss B IpaByl0 CTOPOHY 00pa3iia) U (pOHTOM
nHbunbsTpauuu. [lepBolii yyacTok obpasia IJIWHONU
100 MM umMeeT OoablInii guameTp (24 MM), cepedpu-
CTHIA LIBET W HE3HAYMTEJIHHO IeOPMUPOBAHHYIO
MMOBEPXHOCTh, YKa3bIBAIOIIYI0 Ha HAXOXJEHUE ajlfo-
MUHUMS B TOpax Kapkaca.. YBeJIMUYEHHE auaMeTpa
ITPONMTAHHOM YaCTH KapKaca MOXET OBITh CBSI3aHO C
a¢pdexkTom PebuHaepa, a Takke 0COOEHHOCTSIMU BbI-
COKOTEMIIepaTypPHOI'0 XMMMYECKOTI0 B3aUMOACHCTBUS
Al-pacnimaBa/cunymuna ¢ CBC-cucremoitr 3Ti—Al—
2C. IlpaBblit yyacTok pasmepoM 60—70 MM OT/IMYAET-
cs1 OeJIbIM HaJIETOM U MEHBILIUM AuaMeTpoM (~20 MM).

HJ1st n3y4eHUsI IMOJTHOTHI U TIyOMHBI MHOUIIbTpa-
MU pacriiaBa adoMuHusg B CBC-kapkac moaydeH-
Hble 00pa3ibl MAX-KepMETOB OBLIM pa3pe3aHbl Ha
10 mpuOIM3UTEIBHO PAaBHBIX HIMIUHIPUICCKUX THC-
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KOB CO CpeiHeil TonmuHoi A ~14 MM aas obpa3slia
uenesoro cocraba TisAlC,—Al ¢ HayaJabHOW AJIMHOK
160 MM 1 4 ~15 MM nnst obpasua TizAlC,—(Al—12Si) ¢
[= 170 mm. IToTeps 20 MM 001LIEl IJTMHBI CBSI3aHA C pac-
XOJOM MaTepualia IIpu OTpe3aHUU 00pa3l0B-INCKOB
OTPE3HBIM KPYTOM, TOJIIMHA KOTOPOTO COCTaBIIsLIa
0Ko0J10 2 MM. TakuM 006pa3oM OBIJIU MOCIEA0BATEIbHO
MOJIyYeHBI 9 TOMepeyHbIX CEYEHU N 110 IJIMHE 00pas-
0B MAX-KepMeTOB, IO BHEIIHEMY BUIY KOTOPBIX
MOXHO BU3yaJIbHO OLICHUTH Ka4eCTBO ITPOMUTKH.

W3 puc. 3, a cnenyet, To nepBhie 4 ceuyeHUS TpaK-
TUYECKHU HEe MMEIOT IIOP U ITYCTOT, IIPX 3TOM 00JIafafoT
OTHOPOAHBIM METAJIJIMYECKUM OJIECKOM, YKa3bIBao-
IIIMM Ha XOpolllee CMauyMBaHUE KepaMUKU MeTaJlJIOM
Ha JAHHOM y4yacTKe AIuMHO#i 1o ~60 mMm. Ha ceueHu-
sIX 5—& MOXHO OTMETUTh HapacTalollee KOJIUYEeCTBO
TEMHBIX ITOP: OT HECKOJIbKMX €NUMHUYHBIX TIOp Ha ce-

YyeHUu 5 1o npeobiiajaHus TEMHOIO I1BeTa MOp Haj
cepeOpUCTHIM Ha ceueHUU & M3o0paxeHuss ceyeHU
8u 9 xapakTepHbl 414 HenponutaHHoro CBC-kapka-
ca TizAlC,, moaTomMy yCJIOBHO 3a INIyOMHY NPONUTKHU
MOXHO TMPUHSITH PACCTOSIHHME, Ha KOTOPOM ITOJydYe-
HO ceucHMe 7 ¢ IBHBIMM ITPU3HAKaMM IIPOIUTKH, T.€.
okosio 11010 mm.

W3 puc. 3, 6 caenyeT, UTO HaYMHas C TIEPBOro ce-
YeHUsI HaOJomaloTcsa MeJKHe IIOpHl OT ONHOW 10
HECKOJIBKUX IITYK, OTYETIMBO pa3IudyvMble Ha OI-
HOPOAHOI cepedpucToit moBepXxHOCTU cpe3a. Ha ceue-
HUSAX 4—7 3aMETHHI CKOIUICHHSI TTOP B OIIPeAeICHHBIX
obsactax cedeHus. CedeHus1 & U 9 UMEIOT BHELIHUM
BU[I, KaK Y HEIIPOIIUTAHHOTO KapKaca, 0e3 SIBHBIX CJIe-
IIOB IIPUCYTCTBUS 3HAYUTECIBHOTO KOJIMIECTBA METaI-
sga. C yyeToM cpedHeil MIMHBI KaXJIO0ro OTAEIbHOTO
oOpasua-gucka (15 MM) 1 moTeph Ha KaXIblii cpe3

Puc. 2. O6paszen kepmeta nocie CBC

1 — 30Ha ot 0 1o 40 MM, B KOTOpOI May3a mexay npoueccom CBC n nHduisrpanueii paciiaBa 6bu1a MmeHee 6 ¢

Fig. 2. Cermet sample after SHS

1 — zone from 0 to 40 mm, in which the pause between the SHS process and melt infiltration was less than 6 s

1 2 3 4

5 6 7 8 9

Puc. 3. TlocnenosarenpHble nonepeyHble ceueHus IanHHoMepHbIX CBC-kepmeToB Lenessix coctaBoB TisAlC,—Al (a)

u Ti;AlC,—(Al-12Si) (6)

Fig. 3. Successive cross sections of long-length SHS cermets with target compositions Ti;AlC,—Al (@)

and Ti;AIC,—(Al—-12Si) (6)
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(2 MM) B JIaHHOM cjiyyae MPOMUTKa 3aBeplInIach Ha
8-M obpa3slie-11cKe, 1 ee IIyOrHa CocTaBMJIa MOpsiaKa
13010 MmM. YBenmuueHue ryOMHBI MHGOUIBTPALIUY 10
3HayeHUs ~130 MM MOXHO OOBSICHUTH MOBBIIIEHUEM
KUIKOTEKYy4YEeCTH pacijiaBa 1 CMauyMBaHUS UM KapKa-
ca IIpy HaJIU9IUM KPpEeMHUS B pacIljiaBe.

U3 puc. 4 BugHO, 4YTO KpHUBbIE pacrpenese-
Hug njaoTHocTu CBC-kKepMeTOB 1ieJeBbIX COCTaBOB

P, r/em’

3,5
3,0

2,54

2,01

1,5

1 2 3 4 5 6 7 8 9
Homep o6pa3sia

Puc. 4. PacripeneneHue nioTHOCTH
o obpa3uaM-guckam MAX-KepMeTOB

Fig. 4. Density distribution over MAX cermet
disk samples

Ti;AlC,—Al n TizAlC,—(Al—128i) umeroT cxoxui
XapakTep U IJJaBHO CHUXKAIOTCS I10 AJUHE 00pa3ioB
¢3,0—-3,2102,0 r/CM3. ITpu 5TOM IJIOTHOCTH KEPMETa
Ha ocHOBe Al—12Si HECKOJIBKO BBIIIIE, YTO MOXET yKa-
3bIBaTh Ha 0oJiee TOJHYIO MPOIUTKY paciljlaBOM CH-
JIYMWHA 10 CPaBHEHUIO C YUCTHIM aJIIOMUHUCM.

Ilpn ucciaemoBaHWUM MUKPOCTPYKTYPBHI M3JIOMOB
miactuHyartag ¢asa TizAlC, HabalogaeTcss mpeuMmy-
IIEeCTBEHHO B KOHEUHOM yacTu obpa3na. Ha ceuennu,
MOJIYYEeHHOM B HavyaJIbHOI YyacTu obpasiia Ha paccTo-
auun 40 MM, ee ciieqoB He oOHapyxeHo. DoTocHUM-
K1 MUKPOCTPYKTYPHI M3JIOMOB Ha paccTossHuH 100 n
160 MM oT HavaJta 00pa31ia B MeCTe KOHTaKTa C BAHHOM
pacIuiaBa ImpeacTaBIeHbI Ha pUc. 5.

Ha puc. 5, a BugHBI paBHOOCHBIE YaCTHUIILI KapOu-
Jla TUTaHa U HeOOJIbIIoe KOJMYECTBO pa3HOHAIIpaB-
JICHHBIX ITUIACTMH, BHEIIHE CXOXHUX C IJacTUHAMU
Ti;AlC,. TlocnenHue npeuMMyILECTBEHHO Habmona-
IOTCS Ha puc. 5, 6 TIPU MaJIOM KOJUYECTBE OKPYTIBIX
yactul TiC. BaxkHO oTMeTUTh, YTO Ha PACCTOSTHUU
160 MM cieabl IPONUTKU MPAKTUYECKHA OTCYTCTBYIOT,
Mopbl KapkKaca OCTaJMCh HE 3aIlOJHEHBbl MEeTaslJioM,
YTO ¥ MOIJIO IIPUBECTU K OOJBIIOMY KOJIMYECTBY Ha-

Puc. 5. MukpocTpykTypa u3noMoB obpa3sua ueaesoro coctasa TisAlC,—Al Ha pacctossHun 100 MM (a) 1 160 MM (6)

OT HayaJia o6pa3ua

Fig. 5. Fracture microstructure of the sample with target composition Ti;AIC,—Al at a distance of 100 mm (a)

and 160 mm (6) from the sample origin
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omonaemoii ¢asbl TisAlC,. PentreHosckue nudpak-
TOrpaMMbl U3JIOMOB 00pa310B, MOKa3aHHbBIX Ha puUC. 5,
MpeacTaBjeHbl Ha puc. 6.

ITo BeICOTE MUKOB pUC. 6, @ MOXHO 3aKJIIOYUTh,
YTO OCHOBHBIMHM (ha3aMHU B KepMeTe Ha PacCTOSTHUU
100 mM sgBistoTcsa Al, TiC u B 3HaAYNTETIBHO MEHBIIIEM
konmyectBe NpucyTcTBYIOT TizAlC, u TiAl;. CornacHo
puc. 6, 6 B u3jioMe Ha pacctosgsHuu 160 MM oTcyT-
CTBYIOT CJIEOBI aIIOMWHHS W HAOJIIOOAIOTCS TOJBKO
tyromaaskue ¢aspl kapkaca TiC u TizAlC,. ITo npen-
CTaBJICHHBIM pe3yJbTaTaM MOXHO 3aKJIOYUTb, YTO
pacmiaB amoMuHus, mponuTtasmuii CBC-kapkac, B
nesoM paspyuaer MAX-dasy TizAlC,, yTo comacy-
eTcsl C paHee IoJy4yeHHBIMU JaHHbIMU [19]. TToaTo-
MY HEIOCTAaTOYHO TOJBKO 0O0ECIeUeHUS 3aBEPIICHUS
crpykrtypoobpaszosanus TizAlC,, Tpebyercda Tak-
XK€ YUYMTBIBATHh BOIIPOC XMMUYECKOU YCTOMYMBOCTHU
Ti;AlC, k mocTynamoleMy paciiaBy aJllOMUHUS, Te-
perpeTomMy B Ipoiiecce MHOUIBTpALIMU B pe3yJibrare
TeroooMeHa ¢ ropsunm CBC-kapkacowm.

WccnenoBaHue MUKPOCTPYKTYphl oOpa3zua MAX-
KepMeTa, TOJYYeHHOro MHOUIbTpaIMeld pacrijiaBoM
cunymuHa Al—12%Si, mpoBoaMJIOCh Ha MOMEPEYHBIX
n3naoMax obpasia Ha pacctossHuax 40, 80 u 120 MM ot

I/IHTeHCI/IBHOCTb, yci. en.

BaHHBI paciuiaBa (puc. 7). Ha Bcex yyacTkax HabJ10-
JaeTcs 3HauuTesbHOe KoauuecTBo miaactu TizAlC,.
BaxXHO OTMETUTBH, UTO 3HAYMTENbHAS UX YaCTh HAX0-
JIUTCS B METaJIM4YECKOI MaTPUIIe UJIU IJIOTHO CONPU-
KacaeTcs C Hell, a pacmjaB CUJIyMHHA MIPOIUTAJICS
[Iy0OXe, YeM YHCThIN aJTIOMUHUA.

JudpakTorpaMMBl HM3JIOMOB HAaHHBIX YYacTKOB,
MpencTaBJIeHHBIE Ha PUC. 8, BBISBUJIM CICHYIOIIMIA
¢dazosbit cocta: Al, TiC, Ti;AlC,, TiAl, u TiAl;,
JIJIsl y4acTKOB 00pa3loB Ha pacCcTOsSTHUU Kak 40 MM,
Tak 1 80 MM OT BaHHBI pacriaBa. CriemnoBaTenabHO,
npo6asienue 12 % Si k Al criocoOGCTBYET MOBHILIEHUIO
conepxanus Ti;AlC, B nponuTaHHOI YacTU KapKaca.
Kpome Toro, OblIM OOHapyKeHBI CUCTeMaTUYECKUE
nuku coenuHenuit TiAl; u TiAl,, a Takxe oTMeYeHO
cMmelleHue nukoB Al (cM. puc. 8, 6), 4TO 00yCIOBIIEHO
IIPUCYTCTBUEM KpeMHMs B pacriase Al—12%Si.

Takxum ob6pazom, CBC-kepMeT 1IeJIeBOTO COCTa-
Ba Ti;AlC,—Al, nony4yeHHbI1 nHOUIBTPaLMEld pac-
MJ1aBOM YMCTOTO aJIOMUHMUSI, UMeeT ApYyroi (¢ha3oBblit
cocras: TiC—TiAl;—AlL IlIpu stom CBC-kepmer Ha
ocHoBe cuiaymuHa TizAlC,—(Al—12Si) nHa yuacTke
0—40 MM Tak:ke MpeacTaBiseT co00i APYTyIO peallb-
Hy1o komnosuuuio TiC—TiAl;—(Al—128Si), a nanee Ha

1604 ¢ ° o TiC
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120~ o o Al
© TiAl,
80 1 N .
> o
40 - 4 o 14
A J A u] 1‘”
o Mt oY L T s vt
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Puc. 6. IudpaxrorpamMmmsl n3aomMoB ob6pa3siia ueneBoro cocraBa Ti;AlC,—Al Ha paccTosiHum 100 MM (@) 1 160 MM (6)

OT HayaJja o6pa3ua

Fig. 6. Fracture XRD patterns of the sample with target composition Ti;AlC,—Al at a distance of 100 mm (a)

and 160 mm (6) from the sample origin
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Puc. 7. MuxkpocTtpykTypa usjioma obpasiua nesnesoro cocraBa TizAlC,—(Al—128Si) Ha paccTossHun 40 MM (a),

80 MM (6) 1 120 MM (8) OT BAaHHBI pacrijiaBa

Fig. 7. Fracture microstructure of the sample with target composition Ti;A1C,—(Al—-128Si) at a distance of 40 mm (a),

80 mm (6) and 120 mm (¢) from melt bath

yuactke 40—120 MM — TiC—Ti;AlC,—TiAl;,—(Al—12Si).
B uesnom anomuHuil akTuBHO paspyiuaet TizAIC,, a
nob6aBka K Hemy 12 % Si cnocoOCTBYeT COXpaHEHUIO
Ti3;AlC, npu nonydyenuu anuHHomepHoro CBC-kep-
MeTa METOAOM CaMOITPOM3BOJbHOW WHGUIBTPALUU
pacmjiaBa MeTaJlIa, BEpOSITHO 3a CUYET MEHBIICH Ie-
nHTepkonauuu Al us MAX-dasel TizAlC, B pacnias
Al—12%Si, yeM B pacIijiaB YMCTOrO aJTIOMUHUS.
Pesynprartel mcciaenoBaHMs TBEPOOCTH Ha IIOIe-
peuHbIX ceyeHusx nojaydyeHHbix CBC-kepMmeToB Mo-
Ka3aHbl Ha puUc. 9, Ha KOTOPOM BUIHBI 3 oTIeyaTKa
auametrpamu 2,63, 2,7 u 2,22 MM IOcJie UHASHTUPO-

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

BaHU cTajbHOrO 1apuka &5 mm. Ilocie o6paboT-
KU pe3yabTaToB (OTHe4yaTKoB) He MeHee 10 McribITa-
HUM cpemHee 3HaUCHUE TBEPIOCTU o bpuHe 0 11
KepMeToB LeneBoro cocraBa Ti;AlC,—Al (B 30He
100 MM) cocTtaBmio TipubnausnuTeabHo 640+180 MIla,
a ns TizAlC,—(Al—12%Si) (B 30ne 80 MM) — 740t
1310 MIIa, 4To coraacHO MeXJAYHapOJIHOMY CTaH-
napTy npeoOpa3oBaHUs BEJIMUYUH TBEPAOCTU YCIOBHO
MOXHO OICHHUTh 3HAUYCHMSIMU IIpeaeia IPOYHOCTH
~220 1 ~250 MIla cooTBeTCTBEHHO [22].

bonee Boicokywo TBepaoctb CBC-kepmeToB Ha
OCHOBE CHUTYMHHA MOXHO OOBSICHUTH IOBHIIICHHBI-
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Puc. 8. Iudpaxrorpammel n3aomMoB obpasia LeaeBoro coctasa TizAlC,—(Al—12Si) Ha paccrosinnu 40 MM (a)

u 80 MM (0) OT BaHHBI pacIjiaBa

Fig. 8. Fracture XRD patterns of the sample with target composition Ti;AlC,—(Al—12Si) at a distance of 40 mm (a)

and 80 mm (6) from melt bath

MU MEXaHWYEeCKMMHU CBOMCTBAMU CHJIyMHUHA (OKO-
Jo 500 MIla) mo cpaBHEHMIO C YUCTHIM aJTIOMUHUEM
(200—300 MIIa). 3HaunTeAbHAS AUCTICPCHSI TaHHBIX
10 TBEPIOCTH Y OTHOCUTEIILHO HEBBICOKAS IIPOYHOCTH
KOMITO3MTOB MOTYT OBITh CBSI3aHBI C CYILECTBEHHOM

Puc. 9. OTnieyaTku MHAEHTOpPA HA CEYEHU U
CBC-kepmerta nenesoro coctasa TizAlC,—(AI-12Si)
MOCJIe UCTIBITAHU S HAa TBEPJOCTh

Fig. 9. Indents on the section of SHS cermet with target
composition TizAlC,—(Al—-12Si) after hardness test

OTCTAaTOYHOW MOPUCTOCTHIO, a TAaKKe HEPAaBHOMEPHO-
CTBIO CTPYKTYPHI MO CEYCHU IO KOMIIO3UTa, YTO BUIHO
Ha puc. 3. [InoTHocTh kKepMmeTOB TizAlC,—Al cocTaBu-
map =2,88+3,16 F/CM3, 4YTO ¢ yueToM (a30BOro cocrta-
Ba COOTBETCTBYET OCTATOUHOI nmopucroctu I1 = 17,0+
24,6 %, y xepmeToB TizAlC,—(Al—12%Si) 3HaYeHUs
p = 3,03+3,13 r/em® u T = 17,6+20,3 %. CrenoBaress-
Ho, no6asieHue 12 % Si Kk Al NpUBOAUT K HE3HAYM-
TEeJILHOMY CHUXEHUIO pa3dopoca INIOTHOCTU 00pa3IioB
1, KaK CJIeJCTBUE, OCTATOYHOU MTOPUCTOCTH, CIIOCO0-
CTBYs 00Jiee paBHOMEPHOMY pacIipelesIeHUIo0 MeTajljia
o CBC-kapkacy nmpy UHQUILTpaLIN.

Ecnu opueHTHMpoOBaThcs Ha BO3MOXHBIE 00Ja-
ctu npuMeHeHuss MAX-¢da3 [2], To pa3paboTaHHBIE
CBC-kepMeTHI MOTYT OBITh MCTIOJIb30BaHBI B KAUECTBE
JIETKUX M3HOCOCTOMKHX MaTepHUAJIOB, TaK KaK HaJTMIue
MMOPUCTOCTHU JieJIaeT UX OoJiee JerKMMU, a TaKXKe B Ka-
YeCTBE DJICKTPONIOB IJIs HAHECEHUS M3HOCOCTOMKUX
MMOKPBITUA. JIJ1S JaJIbHENIIEro MOBBIIICHU ST TIOJTHOTHI
U TIyOMHBI MHOUIBTpALlUM HEOOXOOMMO YBEJIMYU-
BaTh TeMnepaTypbl CBC-kapkaca u pacrjiaBa aJroMU-
HUS ¥ TIPH 5TOM OTHOBPEMEHHO 00eCIeYnBaTh MEPhI
10 CHUXKEHU IO XUMUYECKOT'0 B3aUMOIEHCTBUS MEXITY
HUMHJ ITyTeM TTONCKa JICTUPYIOIINX KOMIIOHECHTOB.
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3aknyeHue

HccienoBaHa BO3MOXHOCTb IIPUMEHEHUSI HOBOIT
CXeMBbl MPEAJIOXEHHOTO paHee criocoba s mojayye-
HUS JJIMHHOMEPHBIX 00pa3uoB MAX-KepMEeTOB Ha
aJTIOMOMATPUYHON OCHOBE C MCIIOJIb30BaAaHHUEM IIPO-
necca CBC. Ilpu 3TOM CUHTE3 MOPUCTOro Kapkaca
MAX-da3zbr TizAIC, ocyluecTBISICS U3 IIMUXThI Ha-
CBIITHO# TJIOTHOCTH B BO3OYIIHOI atrMocdepe ¢ mo-
clenayolleid caMOITPOU3BOJIBHOM MPOMUTKOM pacriia-
BOM aJIIOMUHMS, oOOecrevyrBaioleii HeoOXOauMYIo
111 oopazoBaHust MAX-dasbl may3y MexX 1y IpOX0oxXK-
JIeHreM (pOHTOB TOPEHMS U IPOITUTKH.

OpHako BMecTo 00pa3ioB MAX-KepMETOB C 1ieJie-
BbeiMU cocTaBamu TisAlC,—Al u TizAlC,—(Al—12Si)
MoJIy4yeHbl LuIuHaApudyeckue odpasibl CBC-kepme-
TOB YBEJIUYEHHBIX pa3MepoB (IanHoit 1o 110—130 MM
¥ CPSIHUM IHMAaMETPOM 24 MM), UMEIOIIe APYTHUE pe-
anbHble cocTaBbl: TiIC—TiAl3—Al u TiC—Ti;AlC,—
TiAl;—(Al—12Si) COOTBETCTBEHHO, B KOTOPBIX
MAX-@a3za Ti;AlC, nnu npakTUYeCKU OTCYTCTBYET,
WU UMEeeTCs B HEOOJbIIMX KoJiuuecTBax. Takoi pe-
3yJbTaT OOBSICHSIETCS TEM, YTO IIPU CAMOIPON3BOJIb-
HOl WMHOUIbTpAalUM CUHTE3MPOBAHHOIO KapKaca
MAX-@asnl Ti;AlC, pacrniaBoM YUCTOro aJlOMUHUA
MPOUCXOIUT aKTUBHOE €€ pa3pyllleHue, a 100aBIeHUe
B Al-pacmiaB 12 % Si cnoco0cTByeT pocTy coaepxKa-
Husa TizAIC, B nonyyeHHom CBC-kepMere, a Takxe
MOBBIIIAET OOIIYIO IyOMHY UHpUABTpauu co ~110
10 ~130 mm.

Cpennee 3HaueHue TBepaoctu CBC-kepMmeToB
TiC—TiAlz—Al u TiC—TizAlC,—TiAl;—(Al—12Si)
cocrasiser HB = 640 u 740 MIla, 4T0o yCIIOBHO MO-
XET COOTBETCTBOBATh MpeAey MPOYHOCTU Ha pacTs-
KEeHHUE TMOJYYEeHHBIX MaTepuasioB mopsaka ~220 u
250 MIla coorBetrcTBeHHO. [Ipn aTOM HJNIsT OOpa3la
TiC—TiAl;—Al mnotHoOCTB cocTaBnser 2,88—3,16 r/CM3,
a ocraroyHas mopucrocth 17,0—24,6 %, nias Kepme-
ta TiC—Ti3;AlC,—TiAl;—(Al—12Si) 3T napameTpsl
paBHbI p = 3,03+3,13 r/CM3, IT=17,6+20,3 %.
Hccnedosanue evinoaneno npu gunancosoii noddepicke PODU
6 pamkax HayuHoeo npoekma No 20-08-00435.
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3aBucuMocTb CBOMCTB TBepAabix cnnasoB WC—Co
OT UX COCTABa M XapaKTePUCTUK MUKPOCTPYKTYpbI
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AHHOTauums: B xoze npoBeAeHHbIX UCCNefoBaHuii CyOMUKPOHHBIX TBepAbIX cniaBoB cucteMbl WC-Co, Bklo4aBLUMX B cebs au-
arHOCTUKY TBEPAOCTU, KOIPLIUTUBHOW CUIIbl U MAPaMETPOB MUKPOCTPYKTYPbI, @ TaKXXe aHanM3 1 CONOCTaBNeHNE Pe3ynbTaToB 13
COBPEMEHHbIX INTEPaTYPHbIX NCTOYHMKOB, NpeacTaBfeHa 06beAHEHHAs MOAESb, COrNacHO KOTOPOW BbIpaXeHne ANns TBEPAOCTN
no Bukkepcy MOXHO NpeacTaBuThb B BUAE, MO3BOJIAIOLLEM pPa3fennTb BAUsSHME pa3mepa 3epHa kapbuaa Bosbdppama n 06 beMHO-
ro cogepxaHus kob6ansToBoW CBA3KU. [MpennoxXeHHOEe BbipaxeHne AaeT BO3MOXHOCTb MPOBOAUTL NEPEPACHET U CONOCTABSATh
3HavyeHus HV ons TBepabix CNAaBoOB C OAMHAKOBLIM CPEAHMM Pa3MepoM 3epHa U pasfinyHbiM COAEepXaHueM cBs3ku. B pabote
rnokasaHo, 4To B OT/n4me oT mogenu Jin-fepnaHpa B paMmkax npeactaBiasieMon Moaenn TBepAOCThb CriaBa onpenensieTca TBepao-
CTblo kapbuaHoro kapkaca (Hyc) 1 ero cmexHocTbio (C) 1 3agaeTcs cooTHoweHnem HV = CHy,c. MNpu 3ToM BennynHa Hy,c 3aBncut
TOJIbKO OT pa3mepa 3epHa kapbuaa Bonbdpama 1 onmcbiBaeTcs ypaBHeHnem tuna Xonna-Metya. Mo pesynstatam napannenbHbiX
N3MepPeHnii TBePAOCTN 1 KOIPLUTUBHOW CUAbl (H,) NONY4EeHO SMNNPUYECcKOoe ypaBHEHNE 3aBUCMMOCTHN BENUYUHBI H, OT pasmepa
3epHa WC 1 o6bemMHoro coaepxanus Co. Ha ocHoBaHMM BCel COBOKYMHOCTU 3KCNEPUMEHTANbHBIX AAHHbBIX CCNEA0BaHbI CBA3U
KO3PUUTUBHOW CUIbl U TBEPAOCTN MO Brkkepcy 1 NnpeanoxeHo ynpoLLeHHOE COOTHOLLEHNE MeXAY 3TUMN GU3NYEeCKMMU Nokasa-
TensaMu, No3BoNSIOLLEE NPOBOAUTL NEPBUYHYIO SKCNPECCHYIO OUEHKY BEMYMHbI HV N0 n3MepeHHbIM 3HA4YeHUAM KOSPLMUTUBHOM
cunbl. B paboTe oTMeyaeTcs, YTO NPUBEAEHHbIE COOTHOLLEHNS CNPaBenvBbl AJ1 OTHOCUTENIBHO Yy3KOro pacnpenesieHvs 3epex
WC no pa3amepam ¢ koadduuneHTom Bapnaumm He 6onee 0,5.

Kno4eBbie c/10Ba: TBepAbili cnnas, MUKPOCTPYKTYpa, TBEPAOCTb No Bukkepcy, KoapuuTnBHaa cuna, pasMep 3epHa, coaepxaHue
CBA3KU, KapOUAHbIN KapKac, CMEXHOCTb.
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Properties of WC—Co hardmetals as a function of their composition
and microstructural parameters

V.A. Pesin, A.S. Osmakov, S.Yu. Boykov
«Virial» LTD, Saint-Petersburg, Russia
Received 22.02.2022, revised 14.04.2022, accepted for publication 20.04.2022

Abstract: Research into WC-Co submicron hardmetals involving measurement of hardness, coercivity and microstructural
characterization, as well as analysis and comparison of results from recent literature led to the development of a unified constitutive
expression for Vickers hardness in a form that separates the effects of the tungsten carbide grain size from those of the cobalt binder
volume fraction. With the proposed expression for HV one may recalculate and compare hardness values for hardmetals featuring
the same average grain size but differing in the binder matrix content. The paper shows that, in contrast to the Lee-Gurland model,
the proposed constitutive expression framework treats the hardmetal hardness as a function of the carbide skeleton hardness
(Hwc) and contiguity (C) described as HV = CH\yc. The carbide skeleton hardness depends on the WC grain size only, and it is
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described by the Hall-Petch equation. The results of parallel hardness and coercivity measurements led to an empirical equation
relating H, to the WC grain size and the Co volume fraction. Based on the complete experimental data, the relationship between the
coercivity and Vickers hardness was explored, and a simplified relationship between these physical values was proposed to carry
out the primary HV evaluation based on the measured coercivity values. As noted in the paper, the above equations are valid for
relatively narrow WC grain size distributions with a maximum coefficient of variation of 0.5.

Keywords: hardmetal, microstructure, Vickers hardness, coercivity, grain size, binder fraction, carbide skeleton, contiguity.
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BeepeHue

K HacTosiiieMy BpeMeHU nMeeTcs 00JIbIIoe KOMU-
YeCTBO 0030pOB M OPUTUHAJIBHBIX PabOT, ITOCBSIICH-
HBIX BJIUSTHUIO MUKPOCTPYKTYPHI U COCTaBa CILJIaBOB
cuctreMbl WC—Co Ha uUX CBOICTBa, B TOM 4YuCJie Ha
TBepaocTsb (HV) u xospuutusHylo cuny (H,) [1—4].
B 6onpmnHcTBe M3 HUX HV 1 H, paccMaTpuBaloTcs
kak ¢pyHkuuu padmepa 3epHa WC (dyc) 1 00bEMHOTO
congepxanust Co-cesasku (V). Ha ocHoBaHUM nosy-
YaeMbIX SMITMPUIECKUX 3aBUCUMOCTeM BennunH HV n
H,. ot dyc v Vi, denaloTcs NONbITKY NOCTpoeH s hu-
3UYEeCKHUX MOJIEJICH, OMMCHIBAIOIINX 3TH 3aBUCMOCTH
[5—10]. Hecmotps Ha TO, 4TO U3MepeHUs dwc Ipo-
BOIMJIMChH, KaK MPaBUJIO, B paMKaX €IMHOro IOIX0-
ma — metoma cekymux (linear intercept) B pa3HBIX
BapuaHTax, K COXaJIeHWUIO, JUISI CILJIaBOB C OJIM3KH-
MU 3HAYEHUSIMU TBEPAOCTU M KOSPLUUTUBHON CHUJIBI
B 9THX paboTax MPUBOIATCS CUJIBHO pa3IMYaroIlne-
cs 3HaueHus pa3Mmepa 3epHa WC. OcobeHHO Harsia-
HO TIONOOHBIE PACXOXIEHUSI MPOSIBISIOTCI B CyO-
MUKPOHHOM OHAalla30He 3epHUCTOCTH. Hampuwmep,
I crutaBoB, cogepxamux 10 mac.% Co, co cpen-
HUM pa3MmepoM 3epHa dwc = 0,5 MKM npunucoiba-
I0TCcsl 3HaueHust Teepgoctu ot 1540 go 1820 HV;g, ¢
dwc = 0,6 MkM — ot 1610 mo 1798 HV;, a ¢ dyc =
= 0,7 Mmxm — ot 1431 no 1720 HV; . [loaToMy nosry-
YaeMble SMITMPUYCCKUE 3aBUCUMOCTHU TaKKe CHUJIBHO
OTJIMYAIOTCS APYT OT APYra U MaJIONIPUTOMHBI JIJIST UC-
MOJIb30BAHU .

MeTposorndeckue acieKThl U3MEPEHUS pa3MepOB
3epHa WC paccmorpeHbl B paborax [11—13]. Tlony-
YyeHHBIe aBTopaMu [3, 6, 10] pe3yabraThl IpeacTaBis-
IOTCSI BeChMa HaACXKHBIMU, IIPUUEM MPUBEIACHHBIC B
pabortax [3, 6] sMOMpPUYECKHE 3aBUCUMOCTU TBEPIO-
CTU OT pa3Mepa 3epHa 1 CONEPXaHUS CBI3KHU, MO Ha-
IIeMy MHEHUIO, MOTYT OBITh MCITOJIb30BaHBI IIJIST yCTa-

HOBJICHUS CBSI3U U C IPYTMMU CBOWCTBAMMU TBEPIBIX
CILIaBOB.

B pa6ore [3] 3aBUCMMOCTY TBEPAOCTHU OT BEJIUYU-
Hbl 3epHa WC, U3MEPEHHOIO METOAOM ceKylux (d.),
MMEIOT B COOTHoleHus: Tuna Xojna—Iletya mis
criaBoB ¢ 6 1 10 mac.% Co cOOTBETCTBEHHO:

HV=970 + 540d,~'/?, (1)

HV =850 + 485d4_7'/2, )

ABTOpBI [6] Ha OCHOBAaHMM 3KCITEPUMEHTaTBbHBIX
pesyabraToB s crnjaaBoB WC—Co B IIMPOKOM MH-
tepBasie comepxkanuii Co (5—25 mac.%) nmonayduiau
SMITMPUYECKOE YpaBHEHNE, CBSI3BIBAIOIIECE TBEPIOCTb,
pa3mep 3epHa Kapbuaa Bosnbppama (dg —MaKCUMallb-
Hblii guamerp Depe) U 0OBEMHOE coaepKaHHUE KO-
Ganbra:

HY = a(Veo)[729 + 718(dg, + 0,13)71/2), Q)

rae nepselit comHoxuTenb ol Ve,) = 0,5/(Ve, + 0,331)
XapaKTepu3yeT BIUSHUE CBSI3KU, a BTOPOH — TBEP-
IOCTh KapOMIHOM COCTaBIISIONICH, KOTOopas HMMeEeT
BUJ COOTHOIIeHUS Xoiuta—IleTda oT CJIOXKHOTO apry-
MeHTa (dg + 0,13), 4TO orpaHMYMBaeT OECKOHEYHBII
poct HV npu npubauxeHuu dg K Hyato. CpaBHeHuUe
pe3yJabTaTOB, MOJYYeHHBIX IO hopmyaam (1), (2) u (3),
MpeacTaBiseT 3HAUUMTEIbHbI UHTEpEC, HO HEOOXOM -
MO TIpeIBapUTEIbHO YCTAHOBUTH COOTHOIIICHUE MEX-
oy d. u dg.

Hcxonst u3 BBIIEU3T0XEHHOT 0, 11eJI pabOoThl MOX-
HO ¢(OpMYJIMPOBATh CIACTYIOIIMM 00pa3oM:

— MIPOaHAJIM3UPOBATh 3aBUCUMOCTH TBEPIOCTH
criaBoB cucteMbl WC—Co OoT MX cocTaBa U MUKPO-

CTPYKTYPHI;
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— Ha OCHOBaHMM u3MepeHuit HV v H, nndg pana
CILJIABOB YCTAaHOBUTb 3aBUCUMOCTU KO3PLUTUBHOMI
CUJIBL OT UX COCTaBa U MUKPOCTPYKTYPBL;

— II0Ka3aTb BO3MOXHOCTb COINIACOBAaHUS IIPU
onpenejeHHbIX ycaoBusix 3HaueHuit HV, H. v dyc nns
tBepnoro crraBa WC—Co.

O0beKTbl 1 METOAbI U3MEpPEHUN

OO0beKkTaMUu U3MEpeHUi ObLIM 00pa3lbl UHCTPY-
MEHTAJbHBIX TBepabix craBoB cucrembl WC—Co
CYOMMKpPOHHOTO [HMala3oHa TIPOU3BOICTBA (PUpM
«Sandvik» (IlIBenus), «Konrad Friedrich» u «Konrad
Micro Drill» (ITepmanus), «Iscar» (U3panip), «Gesac»
(Kurait) 1 OO0 «Bupuamn» (Poccust) ¢ comepkaHreMm
yriepona, GJIM3K1UM K CTEXUOMETPUIECKOMY.

TBepmocTh mo Bukkepcy olieHMBaach Ha MOATO-
TOBJIEHHBIX aHIIIMdax Ha TBepmomepe Falcon 508
(Hunepnanas) npu Harpy3ske 294 H.

KospuuTtupHas cuia onpeaesijiach Ha KO3pLu-
tumetpe Koerzimat 1.096 CS (I'epmanust). U3mepe-
HUS MUKPOCTPYKTYPHBIX TapaMeTPOB ITPOBOAUINCH
¢ momolbio mporpammHoro makera «Fiji» (CIIA)
IIyTeM aHajdW3a W300paxXeHWil, MOJTyYeHHBIX Ha
pacTpoBOM 3JIEKTPOHHOM MuKpockorne (POM) Mira 3
(«Tescan», Yexwus). M300pakeHUs] perucTpupona-
JIUCH C TIOBEPXHOCTU TPaBJCHBIX (IIPEABApUTEIBHO
JNOBEIEHHBIX Ha aJIMa3HbIX CYCHEH3UIX) aHIIM-
¢os. Ilpouecc TpaBieHUS COCTOSJ U3 BBIACPXKKU
o6pa3noB B pacTBope Mypakamu B TeueHue 60 ¢
C TOCJENYyIIE NPOMBIBKOW B MPOTOYHOW BOAE U
10-MMHYTHOM 00pabOTKOI B YJIBTPa3ByKOBOI BaH-
He. AHAIIM3 3¢PHUCTOCTH IIPOU3BOMUJICS IO IISITH
POM-u3o0b6paxeHUsIM ¢ BAAUMBIM MoJieM 7,22 MKM U
80000-KpaTHBIM yBEIUYECHUEM.

3aBUCUMOCTb TBEPAOCTH
OT Be/InYuHbI 3epHa WC
n copepxaHua Co-cBa3ku

3a pa3smep uHauBUAYyaabHOro 3epHa WC B MeToae
CeKyIUX (d,) IpUHUMaeTCs JJIMHA XOP/bl, IPOBENEH-
HO# (paKTHMYECKU B IIPOM3BOJILHOM HAIIPaBJIICHUU, U
ClIeIoBaTeNIbHO, pa3Mep 3epHa MpPEACTaBsIeT CO0OoM
«cpenHo» xopay. COOTBETCTBEHHO, CPEAHUI pa3-
Mep 3epHa B CIIJIaBe, OTpeNesieMblil METOIOM CeKY-
KX, SIBJISIETCS PE3yJIbTaTOM JBOWHOIO YCpeTHEHUS
¥ HE CIIMIIIKOM CUJIBHO 3aBUCHUT OT (popMbl 3epeH WC.
Ecnu 3a pasmep 3epHa IpHHUMAaETCS UAMETP SKBU-
BaJICHTHOM OKPYXKHOCTH (), TO CPEIHEE €0 3HAYe-
HUE He 3aBUCHUT OT (popMBbI 3epeH WC, 1 COOTHOILLIEHHE

MeX1y d U d, C1ab0 3aBUCUT OT MOP(POJIOTU U 3EPEH:
dys =~ 1,15d, [13].

B ciydae, korma 3a pasmep 3epeH NPUHUMAET-
¢ MaKCUMalbHBI nuametp Pepe, T.e. HaMOOIbIIAas
Xopha, cpeiHUil pa3mep 3epeH (dgp) CUJIBHO 3aBUCUT
OT WX M30METPUUYHOCTU B cmjiaBe. OgHAKO MOXKHO
0XHWIaTh, YTO JJIsI CEPUMHBIX TIPOMBIIIJIEHHBIX CILIa-
BOB CTEINEHb M30METPUYHOCTHU 3€PEH M3MEHSIETCS B
OTHOCHUTEJIBHO Y3KuX Iipenenax. [loaToMy mis ompe-
JeIeHUsI COOTHOLIEeH U d,,/dg, BbIOpann 6 CIjIaBOB OT
Pa3JIMYHBIX TPOU3BOAUTEEH CO CPEAHUM Pa3sMepoM
3epHa d, = 0,39+0,68 MKM, Ha KOTOPBIX OBIJIN MTPOBE-
JEHbI U3MepeHUd d, U dg ¥ TOJyYEHO COOTHOLIEHNE
d,/dge = 0,70£0,04.

B cBs13u ¢ TeM, 9TO pa3dpoc 3HAYCHU HE MPEBBI-
was 10 %, moay4eHHbI pe3yabTaT ObLI UCIIOIb30BaH
nast moguduKanuu ypaBHeHus (3):

HV=1[0,5/(V, + 0,331)] x

X [729 + 601(d, + 0,09)"/2], (3a)
Torma mid crutasa ¢ 6 u 10 mac.% Co cOOTBETCTBEHHO
[OJIy4aeM

HV =842 + 694(d, + 0,09)""/2, @)

HV =735+ 606(d, + 0,09)~"/2, )

B TakoM Buze 60see ynoOHO MPOBOAUTH COMOCTAB-
JIEHUE 3aBUCUMOCTE TBEPIOCTH CILJIABOB OT pa3MEpPOB
3epHa WC, mony4yeHHBIX B padorax [3] u [6].

Ha puc. 1 nist cinaBos ¢ 6 1 10 mac.% Co rmoka3aHbl
3aBUCUMOCTHY TBEPOOCTH OT pa3Mepa 3epHa, pacCuu-
TaHHBIE Ha OocHoBaHuM ypaBHeHuit (1), (4) u (2), (5)
cooTBeTCcTBeHHO. KpomMe Toro, Ha pucyHKax Touka-
MU MPEACTaBJeHbI 3KCIIEPUMEHTAIbHbIC PE3YyJbTaThl
COOCTBEHHBIX U3MEPEHUI U 3aMMCTBOBAaHHBIE U3 pa-
60T [3, 6, 10].

B npenenax HabaomaeMoro pasbpoca dKCIepu-
MEHTaJIbHBIX JAHHBIX IJIs MHTEpBaja 3epHUCTOCTHU
0,2—5,0 MKM ammpoKcuManuu aBTopos [3] u [6] natoT
o6nuskue pesyabraTel. [Ipu nmepexome K HaHOpa3Mmep-
HoMY auanasoHny (d; < 0,2 MKM) ONpOMCXOLUT U3Me-
HEHMEe MEXaHW3MOB ILIACTUYECKOW nedopMmainvu, u
ypaBHeHUs (1) 1 (2) mepecTaroT BEINOAHATHCS. [ToaTo-
MY IPEANOYTUTEIbHEE UCIIONIb30BaTh MOAUGUIIMPO-
BaHHOe ypaBHeHue (3a). Tak, ais cinaBos ¢ 10 mac.%
Co u pa3zmepamu 3epHa 0,14 mxMm [14] u 0,061 mxm [15]
pacuer 1o ypaBHeHUIO (3a) JaeT 3HAYCHUS TBEPHOCTH
2000 u 2294 HV cOOTBETCTBEHHO, YTO YAOBJIETBOPU-
TEJIbHO COTJIaCyeTCs C €€ DKCIIepUMEHTAIbHBIMU 3Ha-
yeHusaMmu (2036 u 2356 HV).

JE—
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Puc. 1. 3aBUCMMOCTB TBEPIOCTH CIIJIaBOB ¢ 6 Mac.% (a)
u 10 mac.% Co (6) ot BemuunHbI 3epHa WC

CrulolLIHbIE IMHUU — pacyeT Ha OCHOBaHUM ypaBHeHui (1) (a)

u (2) (0) [3], wTprxoBble — pacyer 1o ypaBHeHusM (4) (a) u (5) (6);
3HAYKU — SKCIepUMeHTalIbHBIe naHHbIe [3] (O), [6] (A), [10] (O)
¥ cobctBeHHBIEe 3MepeHus OO0 «Bupuan» (¢)

Fig. 1. Hardness of 6 wt.% Co grades (a),
and 10 wt.% Co grades (b) as a function of WC grain size

Solid lines mean calculation as per Equation (1) (a)

and Equation (2) (6) [3], dashed lines mean calculation

as per Equation (4) (a) and Equation (5) (6);

symbols mean O — experimental data from [3];

A — experimental data from [6]; O — experimental data from [10];
& — Virial’s own measurements

Mozenp aBTopoB [6], B KOTOpOi TBEPAOCTH CILJia-
Ba OIpeIeIsieTCsl TBEPAOCThIO KapOMIHOTO KapKaca, a
BausiHue comepxaHus Co MposiBIsIeTCS B BUJAE HOP-
Mupyowmeil GyHKUUYU, no3BousieT 1 d, > 0,2 MKM
MPUBECTU K eANHOMY BUAY KO3(GGHUIIMEHTE COOTHO-
meHui Tuna Xoyta—IleTya mJist pa3HBIX KOHLIEHTpa-
i Co:

HV=10,5/(Vc, + 0,331)](850 + 485d.71/%). (©6)

Taxk, ps 10 mac.% Co koadduument o(Ve,) = 1, n
rnosyyaeTtcst ypaBHeHue (2), nis crasa ¢ 6 mac.% Co
snavenne o Ve,) ~ 1,155, Torma HV = 982 + 560d, 7'/,
YTO IpaKTHU4ecKu coBmanaer ¢ (1).

Ipu V-, = 0 ypaBHeHue (6) nmprobpeTaeT BUA
HViye = 1284 + 733d,71/2, (7)

rae 3HauyeHUs Ko3¢h@ UIIMEHTOB OJU3KU K COOTBET-
crBytomuM pesyiabratam [16] (1382 u 731) u [17, 18]
(1112 m 911). WUcnonb3zoBaHue ypaBHeHUit (3a) 1 (6)
MO3BOJISIET COMOCTABJISATH 3HAYEHU S TBEPAOCTH CILIa-
BOB C Pa3JIMYHBIM OOBEMHBIM COIEpPKAHUEM CBI3KU
(o kpaitHeit Mepe o151 nuanasoHa 0,08 < Ve, <0,24) u
IIPOBOIUTH OLIEHKY pa3MepoB MX 3epHa.

®dusnveckuii cMbica nmokasatens o V,) CTAaHOBUT-
¢Sl IOHSITHBIM IIPH €T0 CpaBHEHUH ¢ KO3 OUITUEHTOM
cMmexxHocTu C (CBS3HOCTBIO) KapOMAHOIO Kapkaca.
B paborte [12] nuist ero onpeneneHust ObLIO MpeaIoXe-
HO clieyIolee BEIpaskeHUe:

C=1-1,27V %P, (8)

CpaBHeHME YUCIEHHBIX 3HaueHn oV ,) 1 C mid
cninaBoB WC—Co ¢ 00beMHBIM COIEp>XaHUEM KO-
6anpra V-, < 0,24 nokaszaHo Ha puc. 2, U3 KOTOPOro
CJIeNLyeT, YTO

o(Veg) ~ 1,5C, ©)

1 TOr4a BbIpaXCHUE OJIAd TBEPAOCTHU MOXKHO 3aIllncaTrb
B BUIC

HV=C(1284 + 733d,7'/?)., (10)

Takum o0Opa3oM, 3aBUCUMOCTb TBepaoctu HV
cruiaBoB WC—Co ot pa3Mmepa 3epHa KapOujga BOJb-
¢pama u comepkaHUS CBSI3KM XOPOIIIO OMUCHIBAETCS
HamIIAHOU (eHOMEHOJOrMYecKoil MOJeIblo, B KO-

o 1,5C
1,6 1,6
1,4 1,4
1,2 )
1,0 -1,0
0,8 - 0,8
0,6 T T T 0,6

0 071 0,2 0>3 VCo

Puc. 2. CootHolenre Mexay koadounnentom o Ve,) (1)
1 cMexHOCThIO C (2) B 3aBUCMMOCTH OT COlepKaHU S
Co-cBs3KU

Fig. 2. Ratio between the coefficient ou(V,) (1)
and contiguity C (2) depending on Co binder fraction
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TOPOI TBEPIOCTH CIJIABA ONPENEsIeTCs TBEPAOCTHIO
KapOMAHOTO Kapkaca (ckejieTa), a 00beMHOe Coaep-
JKaHUe CBSI3KM OIIpeaeIsieT CBI3HOCTh 3TOTO KapKaca.

Heo6xonmMo OTMETUTBH, YTO B 3aBUCUMOCTH OT CO-
IepXaHUs yriaepoaa, Kak ImokaszaHo B [19], rpaHuIlbl
WC—WC moryT conepxaTb 1100 He CouepKaTh Mpo-
cioriku Co tonniuHoi ot 3 10 30 HM. [Toka He MOHST-
HO, KaK BJIMSIET IPUCYTCTBUE TAKUX HAHOIIPOCIOEK Ha
MeXaHMYeCKHe CBOMCTBA MaTepraja 1 CIeIYeT I Me-
HATb IIpeAcTaBlIeHne 0 KapOMJHOM KapKace (CKeJeTe)
U €r0 CBA3HOCTH B CILJIaBaX ¢ OJM3KUM K CTEXHOME-
TPUUYECKOMY COMIepKaHUEM yTIepoa.

3aBUCUMOCTb KOIPLUTUBHOM CUJIbI
oT pa3mepa 3epHa WC
n copepxanua Co-cBa3ku

H1st mory9eHs 3aBUCUMOCTH KOSPIIMTUBHOM CH-
JIBI OT pa3Mepa 3epHa WC Ha psiie MHCTPYMEHTaJIbHBIX
TBEPAbIX CILIAaBOB Pa3JIMYHBIX TPOU3BOAUTENEH C CO-
nepxanueM Co 6, 10 u 12 mac.% npoBoauIn napal-
JenbHble u3MepeHus H, u HV. 3aTeM 10 U3MEPEHHBIM
3HaueHUsIM HV ¢ ucrnonb3oBaHMEM OObEIMHEHHOI'O
ypaBHeHMsI (6) paccUMTBIBAAM COOTBETCTBYIOLIUE
3HavYeHUsl pasmepa 3epHa (d,). Ha puc. 3 crutomHsr-
MU JIMHUSIMU TI0Ka3aHbl MOJy4YeHHbIE 3aBUCMMOCTU
s criaBoB ¢ 6, 10 u 12 mac.% Co, KOTOpble XOPOILLIO

400

300

200

100 -+

d, , MKM

Puc. 3. 3aBUCMMOCTb KO3PLIUTUBHOI CUJIBI OT pazMepa

3epHa WC B criiaBax ¢ pa3TuYHBIM COIePXaHUEM
Co-cBs3ku, Mac.%: 6 (O0), 10 (O) u 12 (»)

Fig. 3. Coercivity HC as a function of WC grain size

in grades with different Co binder content:

O — grades with 6 wt.% Co; O — grades with 10 wt.% Co;
A — grades with 12 wt.% Co

k, D-MKM

120

1004
k=131-283V,

80+

60

40 T T T
0,05 0,10 0,15 0,20 Ve

‘o

Puc. 4. 3aBucumocTb KoauimeHTa kK or 00beMHOTO
conepxxaHus KobabTa

Fig. 4. Coefficient k as a function of cobalt volume
fraction

OIMCHIBAIOTCS CIAEAYIOIIUMY SMIIMPUYECKUMHU ypaB-
HEHUSIMU:

H,=547+102d,7", (12)
H,=50,8+83d,™, (13)
H,=53,0+76d,7". (14)

B mpenenax morpentHOCTH MOXHO TPUHSTH, YTO
cBOOOIHBIE YJieHbI B ypaBHeHUAX (12)—(14) oguHaKo-
BBI U paBHBI 53 D, a Koo pumeHT k npu dp’1 JIMHEIHO
3aBUCUT OT 0OBEMHOTO COAepKaHUS CBI3KU (puc. 4):
B npenenax 6—12 mac.% Co 3Ta 3aBUCHMOCTb MOXET
ObITh 3anMcaHa B Buse k = 131 — 283V,

3aMeHMB paciyeTHOE d, Ha d, B ypaBHeHHUsIX (12)—
(14), MOXHO TIOJIYYUTh Clenylolliee BbIpaxkeHue IJIs
3aBUCUMOCTM KO3PLUTUBHOW cuibl H, oT pasmepa
3epHa M COAEePKaHUSI CBI3KU:

H,.=53+ (131 —283V,)d, .. (15)

Tak kak sMnupuyeckue 3aBucumoctu (12)—(14)
M, COOTBETCTBEHHO, (15) ObLIM MOJy4YeHbl HA OCHOBA-
HUM PacyeToB pasMmepa 3epHa (d,) Mo ypaBHEHUIO (6),
TO OHM CIIpaBeAJMBLI IpU 3epHUCTOCTU 0,2—35,0 MKM.

CooTHOwEHUEe MeXAY TBepAOCTbIO
M KO3PUMTUBHOM CUIION

IMonyyeHHble HAMU Ha OCHOBAaHUUW TapaJlieib-
HBIX U3MepeHuil H, u HV 3KcriepuMeHTa bHbIE JaH-
HBIe I craBoB ¢ 6, 10 u 12 mac.% Co npuBeaecHBI
Ha puc. 5. TaM Xe CINJIOIHBIMU JUHUSIMU MOKa3aHbI
COOTBETCTBYIOIIME PACYETHBIE COOTHOIICHUST MEXITY
TBEPIOCTHIO U KOSPIUTUBHOI CUJIOI Ha OCHOBE YpaB-
HeHwuii (6) u (15). Kak ciaenyeT u3 pucyHka, pacyeTHbIE

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

41



W3sectns By308. [lopoLikoBas MeTanayprns v (yHKUMOHabHbIE MoKpbiTug - 2022 - T. 16 - N2 3

HV

1800+

1000 T

1 1
0 200 400 H,9

c

Puc. 5. CooTHoIeHEe MEXTY TBEPIOCTHIO
1 KOPLMTUBHOM CUJION B UCCJIEIOBAaHHBIX CILJIaBaX

CruionIHble JINHUM — pacyeTHble JaHHble g HV u H, ciuiaBoB
c6 (1), 10 (2) u 12 mac.% Co (3) o ypaBHeHusim (6) u (15)
COOTBETCTBEHHO; 3HAYKM — SKCMEPUMEHTaJIbHbIEC JTaHHbIE ISl
criaBoB ¢ 6 Co (O0), 10 Co (O) u 12 mac.% Co (A)

Fig. 5. Relationship between hardness and coercivity
in the researched grades

Solid lines mean HV and H, calculated as per Equation (6)

and Equation (15), respectively, for grades with 6 wt.% Co (1);

10 wt.% Co (2); 12 wt.% Co (3); symbols mean experimental data:
O — grades with 6 wt.% Co; O — grades with 10 wt.% Co;

A — grades with 12 wt.% Co

COOTHOIIEHHUS YAOBJIETBOPUTEIBLHO OMUCHIBAIOT IKC-
IepruMeHTaJbHBIC 3aBUCMMOCTH. Habmomaemblii pas-
Opoc 3HaYeHU 1 00yCJIOBJIEH ONpeAeIeHHbIMU Bapua-
LUSIMU TEXHOJOIMYECKUX MapaMeTPOB IIPOU3BOACTBA
TBepAbIX cIUTaBoB. Kak TmpaBmio, ITPOM3BOIUTEIH
[20—25] B crienuduKauusaX MPpOU3BOAUMBIX CILJIaBOB
yKa3bIBalOT JOCTAaTOYHO IIMPOKHUE MHTEPBaJbl IOIMY-
CTUMBIX 3HAYCHWU TBEPHOCTH M KOIPIUTUBHOU CH-
ael: £50 HV u £35 B cooTBeTcTBeHHO. [loaTOMy mpu
aHaJIM3€ UX COOTHOIIEH U 1151 00JIBIIOro KOJMYeCTBa
pPa3sIMYHBIX CIUIABOB CJENYeT YYUTHIBATH BO3MOXK-
HOCTb TaKoro pasbpoca.

B mpakTukKe mpou3BOACTBA TBEPAbIX CILJIABOB U3-
MepeHNe MarHUTHBIX CBOWMCTB SIBJISICTCS OOTHHM W3
MEepBBIX 3TAroB 3IKCIPECCHOTO Hepa3pyIIaloniero
KOHTPOJISI TMOJIYYEHHBIX IOCJe CIeKaHWs M3ISIUA.
Kaxk BuaHo u3 puc. 6, njs craabos ¢ 10 mac.% Co npu
3KCITPECCHOM OlLIEHKE BEJIMIMHBI TBEPAOCTH TT0 BEJIH-
YMHE KOIPUUTUBHON cubl (B mpenenax 110—350 D)
MOXHO HCIIOJIb30BaTh JIMHEHHYIO alIIPOKCUMAIIHIO
WX COOTHOIIICHUS

HV=1,932H, + 1112. (16)

HV

800 T T
0 200

T
400 H,D

Puc. 6. CootHomenue HV(H,) s criaBoB
¢ 10 mac.% Co (pparMeHT puc. 5)

CrutonHast IMHUsI COOTBETCTBYET PACYETHOM KPUBOiA 2

Ha pUC. 5, LITPUXOBAsI — JIMHEWHAsT AlIIPOKCUMALHSI COTIACHO
ypaBHeHuIo (16); ® — sKcriepuMeHTaIbHBIe JaHHBIE TS CIIIaBa
VHS11(0O0O0 «Bupuan»)

Fig. 6. HV(H,) ratio for grades with 10 wt.% Co
(part of Fig. 5)

Solid line corresponds to theoretical curve 2 in Fig. 5, dashed line
corresponds to linear approximation as per Equation (16);
e — mean experimental data for VHS11 grade (Virial)

CrnenyeT OTMETUTH, YTO TBEPIOCTh U KOIPLIUTUB-
Has cuja ciuiaBoB WC—Co 3aBUCSAT HE TOJBKO OT
cpemHero pa3Mmepa 3epHa U comepxkaHusT Co-CBSI3KH,
HO M OT LeJyoro psiaa apyrux ¢akropos [3]. ITosto-
MY MOXHO OXMIaTh OTKJOHEHME OT IOJYUYEHHBIX
3aBUCHUMOCTEH IIJISI CILUIABOB C IIMPOKUM WM OMMO-
JNaJbHBIM pacrpeneieHrueM 3epeH WC mo pazmepam
[26]. Hampumep, criaB ¢ 10 mac.% Co mapku VHSI1
(OO0 <«Bupmai»), co3maBaBIIMiiCI KaK MaTepual C
OTHOCUTEJBHO BBICOKMMHU TBepaoCThio (x1400 HV)
U BSI3KOCTBIO paspylieHus (=13,5 MIla-m'/ %), umeer
MUpoKoe pacipeneneHne 3epeH WC mo pasmepam.
DTo MpuUBeEJO, KaK MOKa3aHo Ha puc. 6, K 3aMeTHOMY
U3MEHEHUIO cOOTHoLIeHUs Mexay HV u H, no cpas-
HEHUIO CO CIJIaBaMM C 0oJiee Y3KUM pacrpeacicHueM
3epeH Mo pasdMepaMm (Ko3¢h@ UIMEHT Bapualuud Me-
Hee 0,5).

06cyxaeHue pe3ynLTaToB

Kak paHee oTmeudasioch, paborta [3] CIIyXHUT TOit
SKCHEpUMEHTAJNIbHONW 0a30ii, Ha OCHOBE KOTOPOW
BO3MOXHO TIOCTPOEHMWE MOJENEN, OMUCHIBAIOIINX
3aBUCUMOCTb TBEPIOCTU OT pa3mepa 3epHa WC u co-
Jep>kaHus CBSI3KU. ABTOpaMH [6] mpeasioxeHa mojy-
AMIUpPUYECKaAsT MOJIENb, B KOTOPO TBEPAOCTh CILIa-
Ba ONpeensieTcsl TBEPAOCThIO KapOUIHOTO Kapkaca,
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HOpMUpYyeMoii Ha KO3 OUIIUEHT, 3aBUCIIIIUI OT CO-
nepxXaHus CBI3KU. TBepaOoCTh KapKaca B 3TOi MoIen
nMeeT BU cOOTHOIeHUS Xoana—IleTya oT CIIOXHO-
ro apryMeHTa, pu 3ToM 3a pa3mep 3epHa WC puHSAT
MakcuMaJjbHbiii nuameTp Pepe, 4TO meaaeT HEBO3-
MOXHBIM HAIIPSIMYIO CpaBHMBATh Pe3yJbTaThl padoT,
TaK KaK B OOJBIIMHCTBE IMTyOIMKAIMIA UCTIOJb3YETCS
CPEIHUI pa3Mep 3epHa, ONpeHcasieMblii O METOLY
CEeKYIIINX.

DKCIepUMEHTAJILHO OIpeeIeHHOe B HACTOSIICH
paboTe COOTHOLIEHUE MEXIY BEIMYMHAMU CPENHUX
pa3mepos 3epHa WC MeTonoM cexyuux (d,) ¥ o Mak-
cuMasibHOMy nuametpy Pepe (dg) MO3BOJIUIO MOAU-
¢uLupoBaTh ypaBHeHUEe (3) U IPUBECTU €ro K BUIY
(3a), B xoTOpOoM ucnoab3yercs BeanuuHa d,. Takas
MoauduKanus IO3BOJsIET IPOBOAUTL CpaBHEHUE
MEXAY OOJBIIUM KOJMYSCTBOM IKCIIEPUMEHTaIbHBIX
JAaHHBIX Pa3IMYHBIX aBTOPOB M PacYeTHBEIMU 3Haye-
HUusMU. B pesynbraTe TaKoro cpaBHEHUS 0Ka3asoCh,
yT0 Moaeb (3) [6] XOpolIO OMMCHIBaeT 3aBUCUMOCTh
TBEpAOCTH OT CPEOHETO pasMepa 3epHa U 00BEMHO-
ro comepXaHUs CBA3KM IJIsI AMana3oHa 3epHUCTOCTHU
cIJjiaBa OT HaHOPa3MEPHOTo 10 KPYITHOTO.

B ciyuae d; > 0,2 MKM UCNOJIB30BAHUE HOPMUPO-
BOYHOTro0 K03 duuneHTa o ¥V,) T03BOINIIO OJYyIUTh
ypaBHeHHUe (6), OIMUCHIBaOIIEe TBEPIOCTh CIIAaBOB B
BUIE enmHON 3aBHcMMOCTH Xoiana—IleTya mist pas-
HBIX comepXaHuii Co-CBSI3KU. YCTaHOBJIEHHOE COOT-
HouleHue Mexny BeamuuHamu o(V,) u C TBeproro
crjaBa cruejiajo Oosiee HAIISOHON OOBEAMHEHHYIO
MOJIEJTb: TBEPAOCTh CIJIaBa C OJM3KUM K CTEXMOME-
TPUUYECKOMY COIepxKaHUEM YIJiepoaa ompeaessieTcs
MMpOM3BEICHUEM TBEPAOCTH KapKaca Ha €ro CMeX-
HOCTb.

HJist mony4yeHUs 3aBUCUMOCTU KOSPLUMTUBHOI CH-
JIbl OT pa3Mepa 3epHa MCIOJb30BaNach BeIMYMHA dj,
KOTOpasi pacCYMThIBaach U3 3HAYCHWI TBEPAOCTH,
OIpeNesIeHHBIX TT0 ypaBHeHUIO (6). Paszbpoc 3Haye-
Huit HV 11 omHOTO M TOTo Xe pa3Mepa 3epHa MOXET
NPUBOAUTD K MOTrPEUIHOCTH B ONpeneneHuu d,. Mbt
OLICHUJIM CPeIHEee OTKJOHEHME IKCIIePUMEHTaIbHbBIX
3HAYCHHW TBEPOOCTH OT JMHUU TpeHaa B [3] — OHO
He mpeBbicuyio 30 HV, uTo maeT HeompeneleHHOCTh
MeHee 9 % B olleHKe pa3Mepa 3epHa. Tak Kak OTKJIO-
HEHUS B 3HAYCHUSX TBEPIOCTH HOCSIT CAYYaHBIN Xa-
paxKTep, TO U TMOTPEITHOCTH B PACUETHBIX 3HAUEHUSIX
d, OyaAyT HOCUTb TOXE CIyYaiHBIN Xapakrtep. DTOT
addekT OyaeT MPUBOIUTH K TOMOJHUTEIBHOMY pa3-
Opocy TOYeK OTHOCHUTEIBHO JIMHUU TPeHJa Mpu aHa-
JIN3€e 3aBUCUMOCTHU KOBPLIUTUBHOM CUJIBI OT pa3Mmepa
3epHa, HO MNpPU IOCTAaTOYHOM KOJIMYECTBE OOpa3lioB

He TIOBJIMSIET Ha YpaBHEHME caMoi JUHMUU TPEHAA.
DTO TakXe IMOATBEPXKIAETCS TeM, UTO pacuyeTHBIC U
SKCIEPUMEHTAIbHbIE COOTHOIIEHUA Mexay HV u H,,
KaK MoKa3aHo Ha PUC. 5, XOPOILO COTIacyIoTCs MEX Iy
co0oii.

BoiBOAbI

1. Ha ocHOBaHMM NpOBEICHHOrO aHajam3a padoT
[3] u [6] nmpennoxeHa oObeaIMHEHHAsI MOJE/b, ITO3BO-
JIsonas 3anucaTh BeIpaxeHue aiast HV B Bune

HV=10,5/(Vco + 0,33D)](850 + 485d,71/?)

U CONOCTaBJATh TBEPAOCTU CILIABOB C OJAMHAKOBbIM
pasMEpOM 3€pHAa U Pa3IUYHbIM OOBEMHBIM COIEp-
KaHueM cBsA3KM B auanasoHax 0,08 < Vo, < 0,24 u
d, > 0,2 MKM.

2. B pamkax 3Toil MOZIE/IU MOJIYYEHO MIPOCTOE CO-
OTHOLLUEHUE, CBA3bIBAIOLIEE TBEPAOCTD CIJIaBa C TBEP-
IOCTBbIO KapounHoro kapkaca (HVyc) U ero cBa3HO-
creio (C):

HV= C'HVwc,
HViyc = 1284 + 733d,7'/2,

3. Ing crinaBoB ¢ comepxkanuem Co B Ipenenax
6—12 mac.% ycraHOBJieHa 3aBUCHMMOCTh KODPLIMTHB-
HOW CHJIBI OT pa3Mepa 3epHa U CoJiep>KaHM sl CBI3KU:

H,=53+ (131 — 283V, d. .

4. [NpenyioxkeHO ypaBHEHWE IJISI OLIEHKU COOT-
HOIUECHUS MEXIY KO3PLUUTUBHON CUJIOA U TBEPHO-
CTbhIO CIUIABOB C COAEpXaHUeM KoOaJlbTOBOHW CBSI3KU
10 mac.%:

HV=1,932H, + 1112.
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MonyyeHne HeCTEXMOMETPUYECKOrO TaHTaN-radHMeBoro kap6oHnTpuaa
M uccnepoBaHue ero OKUCNNTENIbHOW CTOMKOCTHU

©2022r. B.C. CyBopoBa, A.A. Henanywes, [1.0. MockoBckux, K.B. Kyckos

HaupoHanbHbIi nccnenoBaTenbCkuid TexHonoruyeckuii ynueepeutet «MUCKC», r. Mockea, Poccus

Cratbs noctynuna B peaakuymio 14.04.2022 r., nopaborana 21.04.2022 r., noanucaxa B nevarb 29.04.2022 r.

AHHOTauwmsa: B gaHHoi paboTe kKoMOUHaLUMen MeTOA0B MeXaHN4eCcKoro akTmemposaHus (MA) 1 camopacnpoCTpaHsoLLLErOCs Bbl-
cokoTemnepaTypHoro cnuHtesda (CBC) nonyyeH nopoLok HECTEXMOMETPUYECKOIrO TaHTan-radpHNeBoro kKapboHUTpuaa CTPYKTYp-
Horo Tmna Fm3m (225). MexaHu4eckoe akTBMPOBaHME B TedeHne 60 MUH B HU3KOSHEPreTU4eckoM pexume (347 06/M1H) NpuBo-
onT K GOPMUPOBaHUIO KOMMO3ULIMOHHBLIX YacTul, Ta/Hf/C cnoucTon cTpykTypbl, padmMep KOTopbix BapbmpyeTcs oT 1 4o 20 Mkm, n
crnocobCcTBYEeT paBHOMEPHOMY pacnpeneneHunto anemeHToB. NMpoayktom CBC mexaHoakTnBnpoBaHHoM cmecu Ta + Hf + C B cpeane
asora (0,8 MIMa) aenseTcs oaHOGba3HbI NOPOLWOK TaHTan-radHMeBoro kap6oHuTpuaa coctasa Tag »5Hfo 75Co 5sNg 3, 4acTLBI KO-
TOPOro xapakTepuayloTcs rybyaToii mopdonormer ¢ nopamm n KaBepHaMmm 1 COCTOSAT U3 CYOMUKPOHHbIX 3epeH. MNocpeacTtsom
MCKPOBOro nnasmeHHoro cnekaHus (UMNC) nonyyeH o6beMHbI 06paseL, TaHTan-radpHMeBoro kapboHUTpmMaa, paamep 3epeH KoTo-
poro BapbupyeTcs oT 3 40 5 MKM, C OTHOCUTENbHOW NNOTHOCTLIO 98,2 + 0,3 %, TBepaocTbio 19,8 = 0,2 'Ma n TPeLWwMHOCTONKOCTbIO
5,4 £ 0,4 MMNa-mM"2, Kunetuka okucneHus (Ta,Hf)CN npu Temnepatype 1200 °C Ha Bo3ayxe onucbiBaeTcs napaboimyeckm 3ako-
HOM, 4TO CBMAETENLCTBYET O POPMUPOBaAHNK OKCUAHOro cnos HfgTa,047; + mHfO, ¢ HU3KoW ckopocTbio Anddysnm KUCNOPOAa,
CKOPOCTb OKMCNeHns npm aTom coctaenseT 0,006 MF/(CMQ-C). MpennoxeH mexaHnam okucneHmsa (Ta,Hf)CN, 3aknovaowmniica B
TOM, 4YTO Ha NEepPBOV CTaAnn Ha MOBEPXHOCTU 3epeH popmupyioTcs Ta,Og n HFO,, KoTopble Ha BTOPOW CTaann BCTynatoT B peakuuio
ApYr ¢ Apyrom ¢ o6pa3oBaHeM roMONOrnYHOM CBepXCTPYKTYpbl HfgTa>047 n MmoHoknnHHoro HfO,. BeicBoGOXAeHNE razoobpas-
HbIX NPoAykTOB okucneHns CO, CO,, NO n NO, conpoBoxaaeTcst 06pa3oBaHNEM NOP Y TPELLMH.

KnoveBble csoBa: kKapOOHUTPUA, MexaHN4Yeckoe akTMBMPOBaHME, CaMOopPacrnpoCTPaHSAOWMNIACA BbICOKOTEMMNEPATYPHLIN CUHTES
(CBC), kepamuka, nckposoe nnaamMmeHHoe cnekaHue (UMC), okncnutenbHas CTOMKOCTb.
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Fabrication and oxidation resistance of the non-stoichiometric
tantalum-hafnium carbonitride
V.S. Suvorova, A.A. Nepapushev, D.0. Moskovskikh, K.V. Kuskov
National University of Science and Technology (NUST) «MISIS», Moscow, Russia
Received 14.04.2022, revised 21.04.2022, accepted for publication 29.04.2022
Abstract: This research was conducted to obtain non-stoichiometric tantalum-hafnium carbonitride powder of the Fm3m (225)
structural type using a combination of mechanical activation (MA) and self-propagating high-temperature synthesis (SHS) methods.

Mechanical activation for 60 minin a low-energy mode (347 rpm) forms Ta/Hf/C composite particles 1to 20 um in size with a layered
structure and contributes to a uniform distribution of elements. SHS of a mechanically activated Ta + Hf + C mixture in a nitrogen
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atmosphere (0.8 MPa) leads to the formation of a single-phase tantalum-hafnium carbonitride powder with the Tag 55Hf 75C 5Ng 3
composition where particles feature by a «<spongy» morphology with pores and caverns and consist of submicron grains. Spark
plasma sintering (SPS) was used to obtain a bulk sample of tantalum-hafnium carbonitride with a grain size of 3 to 5 um, relative
density of 98.2 + 0.3 %, hardness of 19.8 + 0.2 GPa, and crack resistance of 5.4 = 0.4 MPa-m'"/2. The kinetics of (Ta,Hf)CN oxidation
at 1200 °C in air is described by a parabolic law suggesting the formation of an HfgTa,0,; + mHfO, oxide layer with a low oxygen
diffusion rate where the oxidation rate is 0.006 mg/(cm?s). A (Ta,Hf)CN oxidation mechanism is proposed, which states that Tay05
and HfO, are formed on the surface of grains at the first stage that react with each other at the second stage to form a HfgTa,04;
homologous superstructure and monoclinic HfO,. CO, CO,, NO and NO, gaseous oxidation products are released with the formation

of pores and cracks.

Keywords: carbonitride, mechanical activation, self-propagating high-temperature synthesis (SHS), ceramics, spark plasma

sintering (SPS), oxidation resistance.
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BeeneHue

HecmoTpst Ha TosIBJIEHWE HOBBIX TTEPCIIEKTUBHBIX
IS pa3JIMYHbIX IPUMEHEHM T MaTepuaioB, HEMHOTHE
W3 HUX MOTYT BBIIECPKMBATh MHTCHCUBHBIC MEXaHM-
YeCcKUe W TEeTIJIOBbIe HAarpy3KU MpU TeMIlepaTypax Bbl-
e 2000 °C. IpakTuyecku eIMHCTBEHHBIM BEIOOPOM
OCTaIOTCS COSAUHEHMS TepeXomIHbIX MeTayltoB IVB u
VB rpynmn: 6opunbl, Kapouasl U HUTpUABL. [JaHHbBIE
MaTepHrabl 3a CYET HAJIMYMS CUJIbHBIX KOBAJEHTHBIX
W MOHHBIX CBsI3eil 00JIamaloT BEICOKMMH TeMITepaTy-
pamu tiaBieHud (>2500 °C) 1 MexaHUYECKUMU U Te-
Ma0(GpU3NIYECKMMU CBOMCTBAMMU, a TAKXKE XUMUYECKOMI
1 (pa3oBoii cTadbMIILHOCTHIO [1, 2]. Cpean TyrormiaBKux
COeIWHEHU MOXHO BBIJICIUTH KapOWIbl TaHTajla 1
racHusI, KOTOPbIE XapaKTepU3YIOTCSI CaMbIMU BBICO-
KuMu Temneparypamu miasieHust (3880 u 3890 °C
COOTBETCTBEHHO), IIOBHIIEHHBIMU  TBEPAOCTHIO
(~25T'TTa), mogynem ynpyroctu (~450 I'lla) u npouHo-
cthio (~250 MITa), a TakKe TeIIOMPOBOTHOCTHIO OT 20
1o 30 Br/(mK) [3—35].

OnHako CyILIEeCTBEHHBIM HEIOCTATKOM TYTOIJIaB-
KMX COCOIMHEHUM SIBISICTCS OTHOCHUTENIBHO HU3Kasl
CTOUMKOCTH K OKMCJIEHWI0. BOJBIIMHCTBO U3 HUX XO-
poliio paboTaloT B 3allIMTHBIX aTMOc(depax, a Ha BO3-
IyXe aKTHMBHO OKMCISIOTCS B WMHTepBaje ¢ = 400+
+800 °C ¢ obpa3zoBaHUEM IMOPUCTHIX U PAaCTPECKUBa-
IOIIMUXCSI OKCUAHBIX IJIGHOK, KOTOpPbIe HE CITOCOOHBI
3aLIMTUTH MaTepUaJ OT JaJIbHEUIIIero OKMCIeHusI [6].

CylIlecTBYIOT HECKOJIBKO TOIXOMOB, HaIlpaBJieH-
HBIX Ha MOBHIIICHNE UX XapocToiikocTu. Tak, 1o6aB-
smeHne SiC K TyTomjaBKUM KepaMUKaM CITOCOOCTBYET
(opMUPOBaHUIO MJIOTHOTO OKCUAHOTO ciod MeSiOy,
MNpensaTcTByoero nuddy3uun Krucjiopoaa K MaTepua-
ny [7, 8]. Apyroit mmoaxon moapa3dyMeBaeT co3daHue
GoJtee CIIOXHBIX COEMMHEHN T Ha OCHOBE TYTOIIJIABKUX
KapOuI0B U HUTPUOOB IIEPEXOIHBIX MeTaII0B. Takue
TBEpAbIC PACTBOPHI, KaK IPaBUJIO, 00JIadalOT ITOBHI-
IIEeHHBIMA (GU3NIECKUMU, MEXaHUYESCKUMHU U TETIJIO-
¢u3MYeCKMMHM CBOMCTBAMU, a TaKxXe 0oJiee BBICOKOI
CTOMKOCTBIO K OKHWCIICHHIO 3a CYeT (POPMHUPOBAHUS
TYTOILUIAaBKUX OKCHIHBIX IIJIECHOK C HU3KOM CKOPOCTEIO
nuddysun xuciaopoaa [9]. ABropamu [10] 6bL10 TTO-
Ka3aHo, 4To Temreparypa rniasnenus Tag goHf 50C
coctapigeT 4030 °C, 4To CyIIECTBEHHO MpPEBBILIAET
TeMIepaTypbl IIJIaBJICHUS HUCXOAHBIX <«pPEeKOpACMe-
HOB» — KapOuaoB TaHTana u rapHus. B pabore [11]
OBLJIO TTPOAEMOHCTPUPOBAHO, YTO JBOMHBIE KapOu-
bl (Ta,Hf)C u (Ta,Zr)C obaagaioT 6ojiee BLICOKUMU
TBepAOCThIO 1 MoayieM KOHTa B cpaBHeHNHU ¢ OMHAp-
HBIMU COCAUHECHUSIMMU.

He MeHee MHTEepeCHBIMU Cpenu CIOXHBIX COeNu-
HEHHUM ¢ TOYKH 3pCHUS BEICOKOTEMIIEPATyPHOTO IIPH-
MEHEHUSI SIBISIOTCSI KapOOHUTPUIBI IIEPEXOTHBIX M-
TasaoB. CorjacHO TEOPETUYECKUM pacyeTaM aBTOPOB
[12] BHegpeHMEe aTOMOB a30Ta B PEUIETKY TYTOIJIaB-
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koro (Ta,Hf)C Oymetr cmocoOGCTBOBAaTh yBEIWYECHUIO
HE TOJIBKO TeMIIepaTyphbl ILJIaBJICHUS, HO U OKHUCIIH-
TeJbHOMU cToiKocTH. [1o nX pacueraM B cucteMe Ta—
Hf—C—N Haubosee BHICOKMMU CBOHCTBaAaMM OyAeT
o0JlagaTh TaHTal-raHUEBBIM KapOOHUTPUL COCTa-
Ba Hf, 75Taj 55C 5Np 25, 9TO TOCTYKHUIO TONIKOM K
CHHTE3y NaHHOTO COENUHEHUS U MCCIEHOBAaHUIO €TO
CBOMCTB.

OnHaKo CHMHTE3 HECTEXHOMETPUICCKHUX COCHUHE-
HUU SIBJISETCS HEMPOCTON 3adaveil. TpalullMOHHBIE
TEXHOJIOTUM TTO3BOJISIOT MOJydYaTh JUIIb CTEXHOME-
Tpudyeckue (asbl cocraBa MeC,N;_, u3-3a OTCyT-
CTBU S BO3MOXHOCTH PETYJIMPOBATh KOJTUYECTBO a30Ta
B KOHEUHOM IIPOAYKTE. AJIBTEPHATUBHBIM METOIOM,
MTO3BOJISIONINM MOJIy4aTh MHOTOKOMIIOHEHTHEIE COE-
JUHEHUS B IIMPOKOM TMAIla30He COCTaBOB, SIBISETCS
CaMOpPaCHPOCTPAHSIIOIIUNCSA BBICOKOTEMIIEPATYPHBINA
cunte3 (CBC) [13], pa3zpadbotanHblii MepxkaHOBBIM A.T.
u boposunckoit W.II. eme B 1972 1. YHUKaIBbHOCTH
CBC 3akiioyaeTcsl B €ro MpocTOTe, OJHOCTAaIUHO-
CTU 1 BBICOKOI 3HepPTrodMOEeKTUBHOCTH.

B cBsI3M ¢ 3TUM 11€JTBIO0 HACTOSIIIETO UCCIIEAOBAHU S
SBJISIIOCH Moy4YeHue niaotHoit Kepamuku (Ta,Hf)CN
METOIOM MCKPOBOTO IMJIa3MEHHOTO CIIeKaHUS M3 IO0-
pollika, cuHTe3upoBaHHoro nocpeactsomM CBC mexa-
HoakTuBUpoBaHHOI cMecu Ta + Hf + C B cpene azora,
a TaK>Ke M3yYeHUE €€ OKUCIUTEITbHON CTOMKOCTH.

MaTepuanbl U MeToabl uccinenosaHus

B kavecTBe MpeKypcoOpoB UCMOJIb30BaIU MOPOIII-
ku rapHust TOM-1 (TY 48-4-176-85 (97), pasmep
yactull d < 50 mxMm, uucrora 98,8 %), ranrana Tall-1
(TY 1870-258-00196109-01, d = 40+60 mxm, 99,9 %)
u caxu I1804T (TVY 38-1154-88, d < 0,2 MmxM, 99,5 %).
Mexanunyeckoe aktuBupoBaHue (MA) mpoBoauiu B
atrmocdepe aprona «Mapka 4,8» (I'OCT 10157-79, uu-
crota 99,993 %). IIpouecc CBC ocyiiecTBIsIN B pe-
XK1Me QUIIBTPAIIMOHHOTO TOPEHMS B cpefie a30Ta 1-ro
copra (IF'OCT 9293-74, uucrora 99,999 %).

ITopowkoBylo cMech cocTtaBa, Mac.%: 24,3 Ta +
+ 72,1 Hf + 3,6 C, nmepexn CHHTE30M IIPEIBAPUTETHHO
MEXaHMYeCKM aKTHUBUPOBAJIM B BBICOKODHEPIETHYEC-
CKO#l TMJaHeTapHOH IIapoBOM MeJbHUILE <«AKTHUBa-
Top-2S» (BAO «AkTuBarop», Poccus). ITopoiukoByio
CMeCh U CTaJIbHBIC IIaphbl B MACCOBOM COOTHOIIEHUN
1:20 3arpyxanu B cTajbHble OapabGaHbl U 3aKayu-
Basi aprod g0 0,6 MITa. MexaHn4eckoe aKTUBHAPO-
BaHUE OCYIIECTBISIM B TedeHue 60 MUH IpPU CKO-
pOCTHU BpallleHUsl 6apabaHOB M IJIaHETapHOro AUCKa
347 06/MuH.

ITpouecc CBC mpoTekan B 1a0OpaTOPHOM peak-
TOpE MOCTOSTHHOTO JaBJIeHUs. MeXxaHOaKTUBHPOBaH-
HYI0 TopomkoBylo cmech Ta + Hf + C pasmemanu
Ha ChEMHOU CTOlKe peakTopa B CBOOOAHOW HACHIII-
ke. KaMepy peakTopa BaKyyMHUPOBaIUd MPU MOMOIIH
dopBakyyMHOTO Hacoca, 3aTeM 4yepe3 CIelraibHbIe
narpyoku 3akauusaiu a3ot 1o 0,8 MIla. MHuuunpo-
BaHME CaMOIIOAICPKUBAIOLIECHCS 35K30TEPMUYECKOM
peakuMyu OCYIIECTBIISUIM TTOCPEACTBOM KpaTKOBpE-
MEHHOM MoJayM HaIpsSXeHWs Ha BOJbOpaMOBYIO
cnupalib, HOIKIIOUYCHHYIO K ICTOYHUKY ITUTAaHUS.

Konconupanuio CBC-nopoirka npoBOAWAU Ha
YCTaHOBKE MCKPOBOro IlJIa3MeHHoro crnekaHus La-
box 650 («SinterLand», Anonust) B arMmocdepe aproHa
npu temreparype 2000 °C, naBjieHUM MpecCOBaHUS
50 MIla u BpeMeHu Bolaepxku 20 MmuH. Harpes g0 3a-
MaHHOM TeMIepaTyphl OCYIIECTBISIIM CO CKOPOCTHIO
100 °C/muH.

MUKpOCTPpYKTYpPY M BJEMEHTHBI cOCTaB MCCJie-
IOBaJ Ha PacTPOBOM 3JIEKTPOHHOM MMKPOCKOIIE
JSM-7600F (JEOL Ltd., SmoHwus), oGopynroBaHHOM
CUCTEMON MUKPOPEHTIC€HOCTPYKTYPHOIO aHajau3a
INCA SDD 61 X-MAX («Oxford Instruments», Benu-
KOOpUTaHUS), B peXXKUME 0OpaTHOOTPAaXKEHHBIX 2JIEK-
TPOHOB IPU Pa3rOHSIONIEM HanpsixkeHuu 15 kB u pa3-
peleHuu 3 HM.

®a3zoBblil cocTaB mopoimkoB mocie MA u CBC,
a TakXXe CIIeYeHHBIX 00pa3loB M3yyalu METOIOM
peHTreHo(da3oBoro aHaiau3za Ha AuUbpaKTOMETpe
Hudpeii-401 (AO «Hayunbie mpubopsr», Poccusi) c
n3nyyeHueM CukK, B pexuMme LIaroBoro CKaHUpPO-
BaHug (mwar cbeMku — 0,1°) B uHTepBalie yIjioB OT
20° mo 100° ¢ skcno3unueit 2 c. JAnsa pacmupoBKU
MTOJIYYEHHBIX CIIEKTPOB MCTIOIb30BaIM 0a3bI TaHHBIX
ICDD PDF.

ConmepxaHue a30Ta M yIjepona B CHHTE3MPOBaH-
HBIX TIOPOIIKAaX M CIIEYEHHBIX 00pasliax orpeness-
JIX METOJIOM Topsiueil 3KCTpaKIMM B HECYIIEM rase.
KonmyecTBO a30oTa M KHUCIOpomZa B COCAUHEHUSX
onpenensuin Ha ycraHoBke TC-600 («Leco», CIIA)
nocpencTBoM MHMpakpacHoi agcopOouuu (Aast Kuc-
JIOpoa) M TEIIOIIPOBOTHOCTHU (I a30Ta) B IIPOIIeC-
C€ BOCCTAHOBUTEJIBHOTO TIJIaBJICHUST 00Pa3IoB B TIeU
COMPOTUBJICHUS B MOTOKE I'eivs. AHaIU3 Ha yIJaeposn
npoBoauiu Ha yctaHoBke CS-600 («Leco»), miist 3TOro
00pa3Ibl TOABEPTATIN OKUCIUTEIHLHOMY TIJIaBJICHUIO
B MHIOYKIMOHHON Meuyu M (UKCUPOBaIU KOJIUYE-
ctBo Bblaensiemoro CO, MeTonoM nHbpakpacHoii abd-
copouuu.

[110THOCTH KOMIIAKTHBIX KEPAMUYECKUX MaTepH-
aJIOB OIIPENeNISUIA ITyTeM THIAPOCTaTUIECKOTO B3Be-
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muBaHus B coorBeTcTBUU ¢ TOCT 20018-74 [14] ¢ uc-
MmoJib30BaHUEM He MeHee 10 u3MepeHunil Ha BO3ayXxe U
B AUCTUJLIMpOBaHHOI Bozae (p, = 0,9978 r/cm). B ka-
YEeCTBE CJIOSI, 3aKPBIBAIOIIETO OTKPHITYIO TOPUCTOCTbD,
BbICTYNaJ BasenauH (p, = 0,870 r/CM3). B3BemmBanue
OCYIIECTBIISIIM Ha aHaJIUTUYecKMX Becax ES 220A
(«Precisa», IlIBeitliapusi) ¢ MOrpelIHOCTbIO U3Mepe-
Huit £0,0001 r.

Monyns HOnra (F) oeHuBanu Ha mpubope Micro-
Hardness Tester («<CSM Instruments», IlIBeliapus)
npu npujaoxeHHo# Harpyske 100 mH.

TBepmoCTh W TPEIIMHOCTOMKOCTh KOHCOJHUIM-
POBaHHBIX MaTepUajoB ONPEACNISIIM C ITOMOIIBIO
uudpoBoro TBepaomepa Durascan-70 («Struers ApS»,
Hanwust) metogoM Bukkepca mo 'OCT 2999—75 [15].
HUcnbeiTanWs TIPOBOAMIM TIPM MaKCHMMaJbHON Ha-
rpy3ke 9,8 xr u BpemeHu BozneiicTBus 20 c. Ilocie
CHSTHS HArpy3kKu M3MepsUId OWAroHaJld OTIedaT-
Ka, OCTaBILErocsl Ha TTOBEPXHOCTU 00pasiia, a TaKxke
IJUHY TpemnH. Ha kaxmom oOpa3siie mpoBOAUIOCH
He MeHee 10 m3MepeHUit. 3HaUEHWE TBEPIOCTHU BhHIAA-
BaJIOCh MPOTPaMMHBIM OOecIledeHHEeM aBTOMaTHYe-
cku. TpelMHOCTONKOCTh paCCYUTBLIBAJIU IO (hopMYyJie
AHcTuca:

EN? p
Hv

ch,:0,016(— 637, (1)
rae £ — monyns KOHra, I'Tla; HV — tBepnocts, I'lla;
P — npunoxenHas Harpy3ka, H; ¢ — nimHa TpeluHbI
OT IIEHTpA OTIIEYaTKa JI0 €€ BEPIINHEI, M.

HccnenoBanne KMHETUKW W MeXaHM3Ma OKMHCJIe-
Hug obpasua (Ta,Hf)CN B cdopme napannenenure-
Ia, TUHEWHBIC pa3Mepbl KOTOPOTO U3MEPSIIIN C TTIOMO-
IO MUKPOMETPA, OCYIIECTBIISLIM B 3JIEKTPONEYU
CIIOJ 1.1,6/12-M3 («Tyna-Tepm», Poccust) ipu TeM-
neparype 1200 °C B teuenue 180 mwmH. I[IpeaBapu-
TeJIbHO 00pa3Ilbl MOJUPOBaIN Ha MIIUGOBATBHO-TIO-
JupoBajbHOM cTaHKe Tegramin («Struers», JlaHus).
OO0pa3zer pa3Melnain Ha IaTgopMe B IIeYH B aTyHIO0-
BoM Turie. CTereHb OKUCIEHUS OLlEHUBAJIM TIOCTe S,
10, 15, 20, 30, 60, 120 u 180 MUH rpaBUMETPUYECKUM
MeTOoIoM, n3Mepss npubec Ha Becax GR-202 (AND,
AnoHUs) ¢ TOYHOCTHIO 1074 r. Ilepen B3BenIviBaHUEM
0o0pa3siibl BMECTe ¢ TUIVIIMU OXJIaXJajdu 10 KOMHAaT-
HOI TeMIepaTyphl.

PesynbTatbl u ux 06cyXxaeHune

MexaHNM4YecKOe aKTHMBUPOBAHUE SIBIISIETCSI BaX-
HbIM aTanoM neped CBC, Tak Kak crmocoOCTBYET I0-
BBIIIEHUIO PEAKIMOHHOM CIIOCOOHOCTU U IIO3BOJISIET

KOHTPOJMUPOBaTh MUKPOCTPYKTYPY MPOAYKTOB rope-
Hus [16]. Kak BugHo u3 puc. 1, MA nopoiiukoB TaH-
Tana, rapuus u yraepoga (Ta + Hf + C) B TeueHue
60 MuH obGecrieuno ¢OpMHPOBAaHNWE KOMIIO3UIIU-
onHbix yactul Ta/Hf/C pasmepom ot 1 mo 20 MKM.
HeTaapHOE pacCMOTPEHHUE MX MOIEPEUYHOTO CCUCHUS
MO3BOJIMJIO OOHAPYXKUTH ciou (puc. 1, 6 u ), COOTBET-
ctByromue tsaxensiM (Ta u Hf — cBetnbie ob6nactu) u
sierkuM (C — TeMHBbIE) 3JIeMEHTaM.

Ha puc. 2 nokazana mukpoctpyktypa (Ta,Hf)CN
nocyie CBC mexaHoakTUBUpOBaHHOI cMecu Ta + Hf +
+ C B cpene azora. Mopdomnorus gactuir CBC-mo-
poika (puc. 2, @) ToBTOpsieT MOP(HOJOTHUI0 KOMIIO3U-
umoHHBIX yactull Ta/Hf/C nocie MA (cm. puc. 1, a).
Amnanu3 monepeuHoro ceuenus: yactuir (Ta,Hf)CN
MOKa3bIBaeT HaJIMYME TIOP M KaBEepH, a Impu OoJiee ae-
TaJbHOM PACCMOTPEHUHU OOHAPYXUBAIOTCS OILJIaB-
JICHHBIE 3¢pHa pa3MepoM oT 1 7o 3 MkM (puc. 2, 6), 9T0
MOXHO OOBSICHUTD TIJIaBJIeHUEeM TadHUS M TaHTaJla B
npouecce ropenus (f,;, = 3073 °C) u popmupoBaHu-
eMm (Ta,Hf)CN uepe3 xuakymo ¢dasdy. Kak BugHO 13
puc. 2, 8, anemenTsl Ta, Hf, C u N nocine CBC pacnpe-
JieJIeHbl paBHOMEPHO.

Hinst ompemeleHUsT XMMHUYECKOTO COCTaBa IIOJIY-
YEHHOTO COEIMHEHUS OB MPOBENeH XUMMWYECKUIA
aHanu3, cormacHo kotopoMy CBC-mopoiiok co-
nepxut, mac.%: 3,7 Cu 2,2 % N, 4TO COOTBETCTBYET
Hfj 75Tag 25Co 5N »5. Cienyer oTMETHUTB, 4TO KO Ye-
CTBO Kucyiopoza He npessimaet 0,8 mac. %.

Ha puc. 3 nmpeacraBieHsl nudpakTorpaMMbl 00-
pasuoB nocie CBC u MCKpoBOro mMmja3MeHHOIO
cnekanus (MUIIC). Kpucranauueckass cTpyKTypa
cneuyeHHoro (Ta,Hf)CN mmeHTMYHA TaKOBOW CHH-
TE3MPOBAHHOTO TOPOIIKA U COOTBETCTBYET CTPYK-
TypHOMY TUIy Fm3m (225). OnHako nocje cieKaHus
MUKW OCHOBHOM (ha3bl cTanxu 6ojiee CUMMETPUIHBI-
MU, YTO CBUJECTEIBCTBYET O TOMOTCHU3AIIUN XUMHU-
YeCKOIo cocTaBa Mo BceMy o0beMy obpasiia B Ipo-
mecce UIIC. IMapamerp pemerku (Ta,Hf)CN mocie
CBC u UIIC coctaaset 0,455 HM U 3aHUMAET TIPO-
MEXYTOUHOE MOoJioKeHue Mexay napamerpamu HfC
(0,464 um) u HEN (0,453 HM), Ipu 5TOM IIOJy4YEHHOE
3HayeHue Bbilre, yeMm st TaC (0,446 um) u TaN
(0,434 uMm). B oboux cinyyasx Ha gugpakKkTorpam-
Max npucyTcTByoT nuku HfO, crpykTtypHoro tuna
PA2/nmc (14).

TunuyHasgs MUKPOCTPYKTypa oOpaslia mocje crie-
KaHUS MMoKa3aHa Ha puc. 4. Pasmep 3epeH OCHOBHOM
daszer (Ta,Hf)CN (cBetnble y4yacTKu) BapbUpyeTCs
OT 3 10 5 MKM, MO UX I'PaHUIIaM B HE3HAYUTEJIbHOM
KoJnyecTBe HabmogatoTes BKiaoyeHus HfO, (temHo-
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Puc. 1. MukpodoTtorpadus (a), mornepedyHoe ceueHue () Komno3numoHHbix yactuil Ta/Hf/C
M KapTa pacipeaeeHus 3JIeMEHTOB ITOCIe MeXaHMYeCKOro aKTUBUPOBaHUS (8)

Fig. 1. Micrograph (a), cross section (6) of Ta/Hf/C composite particles and map of element distribution
after mechanical activation ()

Puc. 2. Muxkpodororpadus (a), monepeuHoe ceueHue () yactui (Ta,Hf)CN u pacnipeneneHue aieMeHTOB
nocie CBC (6—e)

Fig. 2. Micrograph (a), cross section (6) of (Ta,Hf)CN particles and distribution of elements after SHS (6—e)
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m (Ta,HNHCN — Fm3m(225)
A HfO, — PA2/nmc(137)

I

[

25 35 45

55

65

75 20, rpax

Puc. 3. IudpakTorpammel oopasuos (Ta,Hf)CN

nocse UITIC (1) u CBC (2)

Fig. 3. XRD patterns of (Ta,Hf)CN samples

after SPS (7) and SHS (2)

Puc. 4. Muxpoctpykrypa oopasua (Ta,Hf)CN (a)
U KapTa pacnpeneneHus snemeHToB nociie UIIC (6)

Fig. 4. Microstructure of sample (Ta,Hf)CN (a)

and map of element distribution after SPS (6)

a0

cepble obnactu). CneueHHnblii (Ta,Hf)CN xapakTe-
pU3yeTcsl OTHOCHUTENbHOU IIoTHOCThIO 98,2 + 0,3 %
M  BBICOKMMHM MEXaHUYECKMMHU  XapaKTePUCTH-
Kamu (tBepmoctb H = 19,8 + 0,2 I'Tla, Moayab
IOnra E = 570 = 20 TI'Tla, TpemumHOCTONKOCTH
K,.=541t04 MHa~M]/2), COTIOCTAaBUMBIMU CO CBOi-
CTBaMU aHaJIOTUYHBIX MaTepuasos [11, 17—19].

HccnenoBaHne KMHETUKU M MeXaHU3Ma OKUCJIE-
Hus Hf, 75Tag »5Cy sNg 5 TpoBonniu B MydenbHon
ajiekTporneyu mnpu temmeparype 1200 °C B TeueHue
180 mMunH. Ha puc. 5 mpencraBiieHa KUHeTHYecKas
KpHWBasl NI3MEHEHM S MacCHl o0pa3iia. XapakTep OKHC-
JIEHUsI TaHTaJd-TaDHUEBOTO KapOOHUTPHUIA COOTBET-
CTByeT nmapabonnyeckoMmy 3akoHy. B nuntepsane ot 0
1o 30 MUH OKHCIICHHE MPOTEKao ¢ MaKCUMaIbHOM
ckopocthio 0,012 MF/(CM2'C), 0 Mepe POCcTa OKCUAHO-
ro cjiost oHa cHu3umaach g0 0,004 MF/(CM2'C). CpenHsisa
CKOPOCTb OKHMceHust coctasmaa ~ 0,006 Mr/(cm?-c),
MpUBeC Macchl — 62 MF/CM2.

Kak BuaHO u3 puc. 6, mocjie oKMCICHUs Ha I10-
BepxHocTH obpasua Hfj ;5Tag 55Co sNg 25 popmupy-
€TCS MJOTHBIM OKCUIHBINA CI0U, KOTOPBI, COrIaCHO
P®A (puc. 7), COCTOUT U3 IBYX (a3: MOHOKJIMHHOTO
HfO, (ctpykrypHblit Tun P21/c(14)) u opropoMbu-
geckoil cBepxcTpyKTypsl Hf Ta,O; (Ima2(46)). [pn
5TOM UHTEHCHUBHOCTb NMMKOB CJIOXHOI'0O OKCHUIa BO
MHOTO pa3 0oJIbllle, YeM Y OKcuIa radHUsI, YTO CBH-
JaeTenbCcTBYeT 0 npeobnananun HfgTa,O; B okcnn-
HOM cJioe.

Hcxonst m3 pe3ynbTaToB, MOJIYYCHHBIX B HACTO-
e paboTe W TPENCTaBIEHHBIX B JIMTEPaTypPHBIX

Am/S, rlem
0,07

0,06
0,05
0,04 -
0,03
0,02

0,014

T T T T T T
0 160 T, MUH

40 80 120

Puc. 5. Kunetnyeckast KpuBasi OKMCJICHUS
cneyenHoro o6pasna (Ta,Hf)CN

Fig. 5. Kinetic curve of (Ta,Hf)CN sintered sample
oxidation
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Puc. 6. Mukpodororpadus nmornepeunoro ceyeHus obpasiua (Ta,Hf)CN nocne okuciaenus npu ¢ = 1200 °C
U pacripeieJieHue 3JIEMEHTOB B OKCHIHOM CJIOe

Fig. 6. Micrograph of (Ta,Hf)CN cross section after oxidation at = 1200 °C and distribution of elements in oxide layer

A HfTa,0,; — Ima2(46)
® HfO, - P21/c(14)

30 40 50 60 70 80 90 100 110 26, rpag

Puc. 7. Iudpakrorpamma okcuaHoro cios (Ta,Hf)CN

Fig. 7. XRD pattern of (Ta,Hf)CN oxide layer
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Puc. 8. Mexanusm okucienus (Ta,Hf)CN

Fig. 8. (Ta,Hf)CN oxidation mechanism

HUCTOYHMKAX [24], MOXXHO MPEANOI0XUTh CJIeAYIOI NI
MexaHU3M okmciaeHus (puc. 8). IlepBoHayambHO Ha
nosepxHocTH 3epeH (Ta,Hf)CN dopmupyrorca Ta,0s
u HfO, cornacHo peakuuu

8Hf( 75Tag »5Co 5N 25 + 14,50, =

Coennnenne Hf 75Tag 55Co sN 5 xapakrepusyer-
cs1 BBICOKMM cofepxkaHuem Hf, mosTomMy Ha moBepxHO-
cTu yactun popmupyercs npeumyinectseHHo HfO,.
ITockonbky oHeprua I'mb66ca oOpasoBaHusa Ta,Os
(AG = —1972 xJIx/Monb [20]) Oonee oTpuliaTeIbHa
B cpaBHeHUu ¢ HfO, (AG = —1088 xIx/monb [21]),
Ta,O5, BeposiTHee BCero, pacroJjaraerTcsi Ha MOBEpX-
Hoctu HfO,, Kak nokazaHo Ha puc. 8. CornacHo ¢a-
30Boil guarpamme [22] okcuasl HfO, u Ta,O5 npu
t = 1200 °C BcTynaioT B peakl1Iio ApyT ¢ ApyroM, 00-
pasys Hf¢Ta,0;; u MoHOKAMHHBII HfO,:

7Hf02 + T3205 = HfGTazo” + HfOz (3)

B npouecce oxucienus (Ta,Hf)CN obpa3sywoTcs
razoobpasusie CO, u NO, no peakiuu (2), KOTOpHIE,
MPOXOsT CKBO3b OKCUIHBIN CJION, (POPMUPYIOT TTOPHI
U TPEIIUHBI.

OCHOBBIBASICh Ha TUTEPATYPHBIX UCTOUHUKAX [23,
24], moxHo 3akiawouuth, uto Hf Ta,O; B kauecTse
OKCHTHOTI'O CJIOSI XapaKTepusyeTcs 6oJiee HU3KOM CKO-
poctbio iuddys3uu kuciaopona B cpapHeHuu ¢ HfO,, a

TakXe 00J1alaeT BBICOKMMMU MJIOTHOCTHIO U aJare3ueit
K TIOJIOXKE, YTO OOBSICHSIET OTHOCUTETbHO HU3KYIO
ckopocTh okucaeHus (Ta,Hf)CN.

3akKnoyeHue

IMocpeactBom CBC MexaHOAKTUBUPOBAHHOI cMe-
cu Ta + Hf + C monydeH mopomok ogHo¢a3Horo He-
CTEXMOMETPUUYECKOTO TaHTajJ-ra¢gHUEeBOro KapoOo-
Hutpuaa cocraBa Hf 75Tag 55C sNg os. [pensapu-
TeabHOe MA croco0CcTBOBaJIO paBHOMEPHOMY pac-
MpeaeSeHIo 2J1EMEHTOB U (DOPMUPOBAHUIO KOMITO3U-
uuoHHbix yactul Ta/Hf/C. B pesynsraTe CBC 06pa-
3yIOTCSI YaCTUIIBI TyOUaTOl MOPGOJIOTUH, COCTOSIIINE
13 CYOMUKPOHHBIX 3€PEH.

ITpouecc UTIC npu ¢ = 2000 °C, naBiieHUU TIpec-
coBanus 50 MIla n BpemeHU BhIaepXKU 20 MUH TT0-
3BOJIMJI TIOAYYUTHh OOBEMHBIN TaHTal-raHUEBBLIN
KapOOHUTPU, XapaKTePUIYIOIIUNACSI OTHOCUTEIbHOMU
IUIOTHOCTHIO 98,2 + 0,3 %, TBepaocThio 19,8 £ 0,2 I'Tla,
MopayseMm FOHra 570 £ 20 I'Tla ¥ TpeIMHOCTONKOCTHIO
5,4 + 0,4 MITa-m!/2. Mexannueckue XxapakTepUCTUKH
TOJIYYeHHOI KepaMMKM BBIIIE, YeM Y OMHAPHBIX COE-
IVWHEHWU, U COMOCTaBUMBI CO CBOMCTBAMM JBOWHBIX
KapOuI0B.

TanTan-radHUEBBINA KapOOHUTPUA MPOAECMOH-
CTPHPOBAJl BEICOKYIO CTOMKOCTh K OKHCIEHUIO
(0,006 MF/(CMZ'C)) npu ¢ = 1200 °C Ha Bo3ayxe. Ku-
HETHKa OKHCJICHUS OIMCHIBACTCSA MHapaboIMYeCKUM
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3aKOHOM, YTO OOBSICHSIETCS (DOPMUPOBAHUEM OKCHJI-
HOM MJIEHKHU C HU3KOI CKOPOCTHIO IUPDY3UU KUCTIO-
pona, COCTOSIIER U3 TOMOJOTMYHOM CBEPXCTPYKTY PbI
Hf¢Ta,0,; u MoHOKIIMHHOTO HIO,.

Paboma evinoanena npu urarncooii noddepicke
epanma PH® Ne 19-79-10280.
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Abstract: The LaBg-VB; alloy with the eutectic structure was obtained by cold crucible induction melting followed by crystalliza-
tion. The mole ratio of components in the initial powder mixture was 35 : 65. The structure and composition of the LaBg—VB, material
were studied by X-ray diffraction, scanning electron microscopy, and X-ray microanalysis. The composition of the alloy is repre-
sented by two boride phases — cubic LaBg and hexagonal VB,. Two-phase eutectic regions up to 500 um in size represent a LaBg
matrix filled with 0.8—-2.0 um thick VB, fibers (filamentary, rod crystals). VB, fibers are predominantly oriented along the direction of
the temperature gradient that appeared when cooling the melt, i.e. from the outer surface of the sample to its center. The integrated
phase area analysis was used to determine the eutectic composition: 42 + 1 mol% LaBg and 58 = 1 mol% VB..

Keywords: lanthanum hexaboride, vanadium diboride, eutectic, cold crucible method, anisotropy.
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BeeneHue

Martepuaibl Ha OCHOBE KBa3MOMHAPHBIX CUCTEM,
00pa30BaHHBIX T'eKcabopuIaMu peaKo3eMeIbHBIX Me-
TaJUI0B (B IepBylo ouepenb — LaBg) n nubopumamu
nepexoaHbix MeTainos (MB,, rne M — Ti, Zr, Hf, Ta,
Nb, V, Cr, W, Mo) yXe HECKOJIbKO JeCITUICTUN SIB-
JISTIOTCST OOBEKTOM BHUMAaHMSI HCClemoBaTesicii 0Ojia-
rogapsi CBOMM BbIAAIOLIMMCS TEPMOIMUCCUOHHBIM
xapakTepuctukaM [1—4]. ITo cpaBHEeHUIO C TpaagUIIU-
OHHO IIPUMEHSIEMBIM IJISI CO3MaHUS TEPMOIMUCCH-
OHHBIX KaTOAOB MOJU- UJIU MOHOKPUCTATJIUYECKUM
LaB¢ MaTepuasibl Ha OCHOBE 3BTEKTMYECKUX CUCTEM
LaB¢—MB, neMoHCcTpUpyI1OT 60JIe€ HU3KNE 3HAYEHUS
paboThl BEIXOJA 2JIEKTPOHOB U 00Jiee BHICOKYIO MJIOT-
HOCTh 3MHUCCUOHHOI'O TOKa IPU OIMHAKOBBIX pado-
yux TeMrieparypax. Kak rmokasano B paborax [2, 5, 6],
CMoco0 MoJIlyyeHUs KaTola B 3HAYUTEIbHOU CTENEHU
BIUSIET Ha €ro TePMOSMUCCUOHHBIE XapaKTepUCTH-
KH: HaIIpaBJICHHO-3aKPHUCTAJUIM30BaHHBIC KaTOIbI Ha
ocHoBe cucrem LaBg—VB, nu LaBg—ZrB, crnocoOHbI
obecrieurMBaTh 00j€€ BBICOKME 3MUCCUOHHBIE TOKM,
YeM MUX CIIEYCHHBIC MOJIUKPUCTAIJINUSCKIE aHAJIOTH.
ITosyyaemble METOIOM 30HHOW MJaBKU HaIlpaBJIEH-
HO-3aKpUCTaIJM30BaHHbIE KATOMHbIE MaTepUaJibl 00-
JlagaloT AByx¢a3HO! CTPYKTY PO, Toe MaTpudHas ¢a-
3a LaBg ynmops1J04€HHO «apMUPOBaHa» CTEPKHEBBIMU
WJIY TIACTMHYATBIMM KpUCTaliaMu (asbl 1udopua.

CBs13aHHOe ¢ (opMUpOBaHUEM CIelInpUUIECKOit
CTPYKTYPHI TOBBIIIEHNE TEPMOIMUCCUOHHBIX XapaK-
TePUCTUK UMEET 0O0JIbIIIOE 3HAYEHUE [1J1s TEPMOKATO/I -
HBIX MaTEPUAJIOB, OLHAKO IS O0Jee IMPOKOTO Kpyra
MaTepuasoB BaXeH ellle OAuH 3G GheKT, MPOSBASIEMbI A
HaIlpaBJI€HHO-3aKPUCTAJUIM30BAaHHBIMU  MaTepua-
JaMu Ha ocHoBe cucteM LaBy—MB,: cymecTBeHHOE
MTOBBIIIIEHNE (PU3NKO-MEXaHMYECKUX XapaKTEePUCTUK
10 CPaBHEHUIO C MOHOKPUCTAJIMYECKMMHU U CIIEUYEH-
HBIMM aHajoramu [7—13].

st co3gaHus MaTepraaoB Ha OCHOBE 9BTEKTHUYE-
ckux cucrteM LaBc—MB, HeoOxonuMo UMeTh JOCTO-
BepHBIC JaHHEIE O (PAa30BBIX pABHOBECHSIX B CHCTEMAX,
cocTaBe U Temneparype 3BTekKTuku [14—23]. Tak kak
SKCIEPUMEHTAJIbHOE TMOJYUYeHUE 3TUX HaHHBIX IS
BBICOKOTEMIICPATYPHBIX CHUCTEM OECKHCIOPOIHBIX
COENVHEHUN TMpeAcTaBasieT TEXHUUYECKU CJOXHYIO
3ajlady, MMeEIOLIMECsS JUTepaTypHble CBEICHUS He-
MHOTOYHCJIeHHB. KpoMe Toro, oHM TpeOyIOT IIpOBEp-
KU, TTOCKOJIbKY TMOJIyYeHbI C HUCITOJb30BAaHUEM YCTa-
peBLINX MeTOAUK. Tak, IPOTUBOPEYUBLIC JaHHBIC 00
aBTeKTHKE Mex 1y LaBg u VB, coobmalorcs B paboTax
[14, 15], uTO, BEpOSATHO, CBSI3aHO C OLLIMOKOI Tepecue-
Ta MOJIbHBIX KOHILIEHTPALIMii B MAaCCOBBIE.

Llenpio HAaCTOSIIETO WCCIACAOBAHUS OBLIO DKCIIE-
pUMMEHTaJIbHOE YTOUHEHUE COCTaBa 3BTEKTUKU B CHU-
creme LaB¢—VB,. Takxe B 3amauu paboTbl BXOLUJIO
MMOJIydeHHE 3BTEKTHUUYCCKUX KOMITO3UIIMKA METOIOM
WHAYKLIMOHHON TIJaBKM 03 MNpUMEHEHUS CHelu-
aJIbHBIX YCTAHOBOK JJIsSI HamlpaBJE€HHOU KpuCTaJIu-
3allM1, YTO IIPEICTABJISACT MHTEPEC B CBSI3U C OoJiee
BBICOKOW JOCTYMHOCTbBIO 3TOr0 Crocoda B MPOMBIIII-
JICHHOCTH 110 CPaBHEHUIO C METOIOM 30HHOM MJIaBKH.
B otnmune oT Hee MHAYKIIMOHHAS IIaBKa He o0e-
crieyrBaeT eIMHCTBA TeMIIEpaTypHOro I'paJueHTa B
ob0beMe Matepuana. [ToaTomy npencrapiaseT MHTEPEC
OLICHKA YIOPSIIOYEHHOCTH CTPYKTYPH — (DOPMUPO-
BaHUSI HEIIPEPBIBHOM 3BTEKTHYECKOM CTPYKTYPHI WU
00pa3oBaHus OTIAEIbHBIX 9BTEKTUUYECKUX 00JIacTel C
pa3JIMYHON OpUECHTALIUEI.

MeTtoauka nccnepgosaHus

Bopunel maHTaHa ¥ BaHAAUSI CHHTE3UPOBAIU 0O-
POTEPMHMYECKUM BOCCTAHOBJICHMEM OKCHUIIOB C HCIIOJIb-
30BaHUEM KOMMepYeCKHUX Nopowkos La,0; (uucTora
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99,99 %), V,05 (99,0 %) u amopdnoro 6opa (99,0 %).
CuHTe3 MPOBOAMJIM B BaKyyMHOI I€YU CONPOTHUB-
nenus npu temneparypax 1650 °C (LaBg) n 1200 °C
(VB,) c nzorepmuyeckoii BeIiepxKoil 1 4 mpu nasiie-
HMUU ocTaTouHbIX ra3on 0,1—10 ITa.

CpemHuit pa3Mep 4acTUIl CUHTE3MPOBAHHBIX ITO-
powikoB LaBg u VB,, onpeneseHHBI ¢ TOMOLIBIO J1a-
3epHoi audpakuuu, coctaBiasin 5S—10 mxMm. TTopor-
KU1 comepXalli TOJBKO IIeJieBbie (Da3bl KyOMUIeCKOIro
LaBg u rexcaronanbHoro VB, 6e3 comepxaHus Hc-
XOJHBIX KOMIIOHEHTOB M IPYTIUX KPUCTATIMYECKUX
¢as3. DIeMeHTHBIN aHaJN3 TTOKa3aJl HaInIrue KUCIIO0-
poma, aacopOMpPOBAHHOTO IO TMOBEPXHOCTU YaCTUII
B KosmuectBe 1,2 mac.%. CmelieHre ¥ U3MeJIbUyeHUE
TTOPOIIKOB IO MTOCTUXKEHUS CPETHETo pa3Mepa JaCcTHI]
1,5 mxM nipoBonusiu B arTputope UnionProcess HD-1
(«Union Process», CIIIA) menoimyMu TeJlaMu U3 Kap-
Ouga KpeMHUs B cpelne OeH3nHa-pacTBoputenst bP-1
B TeueHue 6 4. 3a cueT M3HOca METIOMMX TeJl B CMECh
0b1710 BHEceHOo okoJo 0,7 mac.% SiC.

KonmeHTpanmuss KOMIIOHEHTOB B CMecH ObliIa
BbIOpaHa B COOTBETCTBUM C TOYKOW 3BTEKTUKU, IO
naHHbIM [14, 15]. B pabote [14] mpuBOaAUTCS MOJIb-
Hoe conepxaHue VB, B aBTeKTHKE, paBHOE 69 MOT.%,
YTO COOTBETCTBYET MAacCOBOW KOHLEHTpauuu VB,
44 mac.%. OnHako cornacHo [14, 15] maccoBoe co-
nepxanue VB, cocraBnser 40 mac.%. BepostHo,
9TO pPacXOXIeHUE SIBISETCS CIEACTBUEM OIIMOKU
npu mepecyeTe KOHLIEHTpauuii B padborte [14], mo-
9TOMY ISl TIPUTOTOBJCHHS DSKCIIEPUMEHTAJIbHOU
cMmecu HaMu ObIT0 BhIOpaHO ee 3HadeHue 40 mac.%
(65 Mmon1.%) VB,.

ITocae cymky u3 MOJYYEHHOTO ITOPOIIKa ¢ ITIOMO-
IO TUJPABINYECKOTO Mpecca (hopMOBaIu 0OpasIlbl
B (hopMe UMJIUHAPOB AuamMeTpoM 40 MM U BBICOTOI
40 mM. MHIYKIMOHHYIO IIJIaBKY 00pa3IOB OCYIIECT-
BJISLIM METOJIOM XOJIOJHOT'O TUTJIsI B TIOTOKE aproHa I10
METOAMKE, MPUMEHEHHOM B [22], ¢ MCNOJIb30BaHUEM
yctaHoBOK Pacmras 2 u Pacrimas 3 (Poccus).

IMonydeHHBIN 3aKPUCTANTIU30BAHHBIN CIUTOK
ObLJT pa3pe3aH B IBYX B3aMMHO IEPIEHIUKYISIPHBIX
HampaBJCHUSIX C IIOMOIIBIO aJMa3HOTO OTPE3HOIO
JHcKa.

AHaIu3 MUKPOCTPYKTYPhl OTHOJMPOBAHHBIX aH-
IUIM(OB CIJIABOB IIPOBOIMIIM C TIOMOIIBI0 CKAHUPYIO-
111eTo 3JIeKTpoHHOro Mukpockona (COM) Tescan Vega
3SBH (Yexus).

Pentrenoda3oBeIit aHaIU3 UCXOOIHBIX KOMITOHEH-
TOB, CMHTE3MPOBAHHBIX TMOPOIIKOB M 3aKpUCTAJIU-
30BaHHBIX CIJIABOB BBIMOJHSIM Ha MHOTO(MDYHKIIM-
OHAJIbHOM TIOpOIIKOBOM audpakToMeTpe Rigaku

SmartLab 3 (SInoHus) B nMana3oxe yrios 260 = 10°+80°
(CuK,-usnydyenue, Ni-bunasrp, war cbemku 0,01°).
O1eHKyY (pa30BOro cocTaBa M MapaMeTPOB dIIEMEHTap-
HOU siyelikM (a3 OCYIIECTBISJIU C UCMOJIb30BAaHUEM
nporpaMMbl SmartLab Studio 3 u 6a3bl TU¢pPaKIIMOH-
HEBIX crangapToB ICDD PDF-2.

OnpeneneHre KOHIIEHTPAIIMU KOMITOHEHTOB B 3B-
TEKTUYECKOM CIIJIaBe IPOBOAMJIM TpeMs ajibTepHa-
TUBHBIMH CITIOCOOAMU:

— MHUKPOPEHTTeHOCIIEKTPaJbHBIM  aHaJIU30M
(EDX) sneMeHTHOro cocTaBa Ha pPEHTTeHOBCKOM
SHEPTrOANCIIEPCHOHHOM MUKpoaHanm3aTope Aztec
X-Act («Oxford Instruments», Benukooputanus);

— METOJIOM IOJIHOIIPOMUIBHOIO PEHTTEHOCTPYK-
typHoro a"Hanu3a (FP XRD) c moMmoIbio mporpaMmMbl
SmartLab Studio 3;

— o wuHTerpanbHoi mjomaan ¢da3 (IAP) Ha
COM-cHMMKaAX aHILIA(GOB ¢ UCIIOIb30BaHUEM IIPO-
TpaMMHOI'0 KOMILJIeKca aHanau3a uzobpaxeHuilt Thi-
xomet Lite (Poccus).

Pe3ynbTatbl U ux 06cyxaeHune

Pesynbratet COM-aHanm3a CTPYKTYpHl 3aKpu-
crayuin3oBaHHoro cruiaa LaBg—VB, nokasaHbl Ha
puc. 1. CrimaB B OCHOBHOM COCTOMUT M3 OOIIMPHBIX
(mo 500 MxM) mByxda3HBIX 3BTEKTHUYECKUX 00ja-
CTeli, B KOTOPBIX NPOTSKCHHBIE B HaIIpaBICHUN
KpucTaaaorpa¢puueckoil ocu «c» BOJIOKHA (HUTe-
BUIHBIC, CTEPXHEBBIC KPUCTAJIJIBI) TeKCaroHaJIbHO-
ro VB, pacnonaratorca B matpuue LaBg (puc. 1, g,
0). BonokHa VB, nperMyuiecTBEHHO OPUEHTUPOBA-
HBI BIOJIb HAIIpaBJICHUSI TeMIIepaTypHOTO TpaarcH-
Ta, BOBHUKIIIETO TIPU OXJIaXIEHUU pacrjasa, T.e. OT
BHEIIHEN MOBEPXHOCTU 00pa3slia K ero LieHTpy, O Ha-
KO BCTPEUYAIOTCS U JIOKAJIbHBIC OTKJIOHEHUS OT TIpe-
MMYIIECTBEHHOTO HanpaBjaeHus (puc. 1, 6). CteneHb
YIIOPSIIOUEHHOCTH CTPYKTYPhI OXXKMAAEMO HUXE, YeEM
Yy MaTepHaJioB, MMOJYYeHHBIX METOIOM 30HHOM T1J1aB-
Kku [2—13].

OnHako B cpaBHeHuM co cnjaBoM LaBg—NbB,—
W,Bs, ony4eHHBIM HAMU paHee IyTEM 3JIEKTPOLYTO-
BoM maBku [23], B oOpasue LaB;—VB,, nonyyenHoM
METOJIOM XOJIOMHOTO TUIJISI, B3AMMHOE PacIoJOXEHUe
9BTEKTUYECKUX O0JIACTel ABIISIETCA Oojiee YIIOPSIIO-
YeHHBIM. B 3aBUCUMOCTU OT CKOPOCTH OXJIAXIACHUS
paciuiaBa B JIOKaJbHO 00JIaCTM OHAMETP BOJOKOH
VB, Bapbupyertcs B npeaenax 0,8—2,0 MKM, 1 Ipu npe-
BBIIIICHUY 2 MKM BOJIOKHA ITPUOOPETAIOT CKIOHHOCTh
K o0beauHeHuo (puc. 1, ¢). B psige ciydyaeB, BEposSITHO
B MeCTaX OTKJIOHEHHUS OT 3aJaHHON KOHIICHTPAIlUK
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B TIpoIlecce IIMXTOBKHM, 00pa30BajiNCh KPYIMHBIE (0 IIEHTPAIlMOHHBIX OTKJIOHEHHUI 3TO MOIJIO CTATh CJIe/I-
100 mxM) onHodasHble obaactu VB, ¢ xapakTepHbl- CTBUMEM MPUCYTCTBUS NIPUMECEN OKCUIOB BaHAIMs Ha
MU OKPYIJIBIMU KOHTYpamu (puc. 1, d). Kpome koH- mnoBepxHocTu VB,, MpensiTcTByIOLIUX KOHTaKTHOMY

a 0
é 2
/] e

Puc. 1. Ctpykrypa critaBa LaBg—VB, (CBM)

a — o0IIMil BUI CTPYKTYPHI CIUIAaBa; & — 00JIaCTh YIIOPSIOUYEHHOI KBa3MOMHAPHOI IBTEKTUKU; 8 — 00JIaCTh KBa3MOWHAPHOM
9BTEKTHKU C Pa3IMYHON OpUEHTALIUEl CTEPKHEN; ¢ — 00JIaCTh 9BTEKTUKHU IPyOOro KOHIJIoOMepara; d, e — 00J1acTh KBa3uOMHApHOI
SBTEKTUKU € KPYITHBIMU O1HOMA3HBIMU BKIIOUeHUAMU VB, 1 LaBg

Fig. 1. LaB;—VB, alloy structure (SEM)

a — general view of alloy structure; 6 — area of ordered quasibinary eutectic; 6 — area of quasibinary eutectic with different rod orientation;
2 — area of coarse conglomerate eutectic; d, e — areas of quasibinary eutectic with large single-phase VB, and LaB inclusions
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B3auMozpeiicTBuio 6opuaoB Lau V B pacriase. Mexay
HEKOTOPBIMM 3BTEKTUYCCKMMU 00JIACTSIMU TaKXKe Ha-
OI0HAIOTCS MTPOTSKEHHBIE KPUBOJIUHENHEIE «ILICH-
xu» LaBg (puc. 1, ) Tonmunoi 1o 10 MxM.

Takum 006pazoM, IOMUMO BTEKTUUYECKMX y4acT-
KOB B CTPYKTYP€ UCCIEAYeMOTO CIIJIaBa IPUCYTCTBYIOT
obslacT KpucTtasum3auuu Kak VB,, tak u LaBg, uto
He TI03BOJISIET OMHO3HAYHO YTBEPKIaTh, OTHOCUTCS JIU
BBIOpAHHBIN COCTaB (3BTEKTHYCCKUIA, cormacHo [14,
15]) X 10OABTEKTUYECKON WJIN 3a3BTEKTUYECKON 001a-
cTu KBazubuHapHoro ceyeHust LaBg—VB,.

Pesynprarsl peHTTeHO()a30BOTO aHAIM3a IIOATBEP-
nunu aByxgasHblii cocTtaB cruiaBa (puc. 2). Kpo-
Me rekcaroHajibHoro VB, u kyouueckoro LaBg kpu-
crannuyeckux ¢a3 He 3adukcupoBaHo. Hdudpak-
TOTpPaMMBI, TIOJIyYeHHBIE TIPU ChEMKE C JBYX B3aMM-
HO TMEpPHEHIMKYISIPHBIX CEYCHMH 3aKpHUCTaJIU30-
BaHHBIX CILIaBOB, Pa3jMYalOTCAd COOTHOIICHUEM WH-
TEHCUBHOCTU pe(IeKCOB OT pa3jUYHBIX CEMEICTB
aTOMHBIX IIocKocTeil. CieayeT OTMETUThb, YTO aHa-
JIM3upyeMasi IOBEpXHOCTh aHILIN(MOB A 1 b comepxka-
JIa KaK rorepeyHble, TaK U TPONOJIbHbIE CeUeHUsI, HO
C Pa3JIMUHBIM COOTHOIIIEHUEM HX Tutomaneii. Kpome
TOro, BCJICACTBUE YK€ OTMEUCHHOW HaIlpaBJICHHO-
CTM TeMIIepaTypHbIX T'PaAWEHTOB TIPU KPUCTAJIU-
3allUU CIlJlaBa HEW30eXXHBIM SIBIISICTCS MPUCYTCTBUE
B CTPYKType 3BTCKTHMYCCKHMX O0JacTeil, OpUeHTHPO-

BaHHBIX I10]1 TPOM3BOJIBHBIMHU yTJIaMU K ITOBEPXHOCTHU
aHimauda.

AHOMaJIbHO BBICOKAasi MHTEHCUBHOCTh pedIeKCOB
(100) u (200) LaBg cunbHO BbIpaxkeHa Ha AU(PPaKTO-
rpamme b, B oTnuumue oT A, Toe B MEHbIIEH CTeTeHU,
HO TIPUCYTCTBYET WX IIpeBbIIeHUe Ham koM (110)
(cM. puc. 2), KOTOpHI B KapTOuKe cTaHaapTa obJjiaaa-
et 100 %-Ho#t nHTeHcuBHOCTBIO. [I1st VB, MOXHO OT-
METUTh aHOMAaJIbHYIO0 MHTEHCUBHOCTD pedaekca (100)
Ha gudpakTorpamme b. OTMeUeHHbIe OTKJIOHEHUS OT
KpUCTaIorpaduyecKrX CTaHIapTOB CBSI3aHbI C aHU-
30TPOITHBIM CTPOCHUEM CILIaBa M IIPEUMYIIECCTBEH-
HbIM OTpak€HUEM OT COOTBETCTBYIOIIMX aTOMHBIX
TJIOCKOCTEMN.

ITapamerpnl anemenTapHoi sgueiiku (a3 LaBg u
VB, 06113KHU K MX CTAaHAApTHBIM 3HaYeHUSAM (Tad. 1).
OTCcyTCTBUE 3HAYUTEIbHBIX UCKAXEHUN KpHCTaJJIN-
YECKOM pEemIeTKY MOATBEPXKIAET BHIBOI aBTOPOB [14,
15] o HesHaunTenbHOM pactBopumoctu LaBg u VB, B
TBEPIOM COCTOSIHUMU.

PesynpraThl ompeneiicHNs KOHIEHTPAIIMU KOMIIO-
HEHTOB B 9BTEKTUYECKOM CIJIaBe METOIAAMU MUKPO-
peHTreHocnekTpaabHoro aHanusa (EDX), ananusa
uHTerpaibHOU Momanu ¢a3 (IAP) m momHOIpo-
¢uabHOro peHTreHocTpyktypHoro ananauza (FP
XRD) nipeacrasieHsl B Tada. 2. Tam Xe s cpaBHe-
HUS IPUBOASTCS TaHHBIE padorT [14, 15].

Tabnuua 1. MapameTpbl anemeHTapHoi syeiikn ¢pas LaBg n VB, B 3akpucTannn3oBaHHOM cniase
Table 1. Unit cell parameters of LaBg and VB, phases in the crystallized alloy

DKCIIepUMEHT CraHmapt
®daza 5 5 2 5
a, A | c, A a, A c, A
LaBg 4,1562 £+ 0,0005 2,1569 —
VB, 2,9974 £ 0,0005 3,0560 £ 0,0005 2,9976 3,0562
O (100) OLaB,
o 0(200) o VB,
-]
5
)
jont
/M
5
=
=
=
Sl
10 20 30 40 50 60 70 26, rpan

Puc. 2. ludppaxkrorpamma crtaBa LaBg—VB,

Au b — aHuumM@bl C IPeUMYLIECTBEHHBIM COAEPKAHUEM MONEPEYHbIX (4) U MPOnoJbHbIX (B) ceueHuit BoaokoH VB,

Fig. 2. XRD pattern of LaB¢—VB, alloy

Aand b — polished sections with predominant content of transverse (4) and longitudinal (5) VB, fiber sections
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Puc. 3. I[Ipumep 6uHapuzauuu MukpodoTorpaduii ssTekTueckux obaacteii critapa LaBg—VB,

a — ysenmuenue 4500%, 6 — 12000, 6 — 20000*

Fig. 3. Example of micrograph binarization for LaBs—VB, alloy eutectic areas

a —4500%, 6 — 12000%, ¢ — 20000* magnification

Tabnuua 2. CopepxaHne KOMNOHEHTOB (M0.%)
B 9BTeKTUYeckom cnnaee LaBg—VB,

Table 2. Contents of components (mol.%) in LaBg—VB,
eutectic alloy

Meron onpeneneHus LaBg VB,
IAP 42+ 1 58+1
EDX 38+ 4 6214
FP XRD 35%5 655
ITo nanHbIM [14] 31 69
ITo nanHbIM [15] 35 65

OOHapyXeHHYI0 Ha 3Tare CMHTEe3a MOPOIIKOB 00-
pPUIIOB MPUMECh KUCJIOPOa B 3aKPUCTATIN30BAHHBIX
obpasuax Meton EDX He BBISIBUII. DTO MOXET OBIThH
CBSI3aHO C ynaJieHWeM KHCJIOpola B BUIE JIETYYETO
cybokcuna 6opa (B,O,) Kkak B mpouecce crekaHus
OTNBITHBIX 00Pa3IOB, TAaK U B XOJE IKCIEPUMEHTA IO
riaBiaeHuo. [Ipumech kapOuma KpeMHUs, coaepxXa-
HUE KOTOpOW TMOocje MPOBEACHUSI COBMECTHOTO W3-
MeJTbUeHU I TOPOIIKOB 6opraoB gocturao 0,7 mac.%,
3a(pUKCUpPOBaHA JIOKAJbHO B MNepudepuilHbIX 00-
JJacTsIX 3aKPUCTaJUIM30BAHHOTIO CILJIaBa, YTO MOXET
OBITH CBSA3aHO C TPaBUTAIIMOHHBIM PACCIOCHUEM pac-
TJIaBa BCAEACTBYE pa3IMdus TUIOTHOCTEH has.

PeHTreHOCTpYKTYpHBII aHATNU3 HE MO3BOJSIET U3-
OupaTesIbHO MCCIeAoBaTh MOBEPXHOCTh 00pasiia, mo-
3TOMY TOJyYeHHBIN pe3yJIbTaT XapaKTepu3yeT KOH-
LIEHTpPAllMM KOMIIOHEHTOB HE TOJbKO B 3BTEKTUKE,
HO TakXe U B KPYMHBIX OMHOMA3HBIX 00JIaCTIX (CM.

puc. 1, e—e), 4TO CYIIECTBEHHO CHUXaeT TOYHOCTH
JTaHHOTO CITOcO0a IPMMEHHUTEIHHO K HAIITMM 3aa4aM.
Mertonst IAP 1 EDX no3BosoT BeIOMpaTh KOHKPET-
Hylo obJyiacTh oOpasua ajasl UCCIAedOBaHUsI, MO3TOMY
WX WCIIOJIb30BaJIM IJISI aHaJIM3a HEIOCPEICTBEHHO B
3BTEKTUYECKUX obaacTsax. OmHako BciaeacTBrUe 00JIb-
IIOTO COAEPXKAHUS B MCCIEAYEeMOM CUCTeMe JIETKUX
aTOMOB OOpa MOTPEITHOCTh (CpeaHEKBaIpaTUUECKOe
OTKJIOHEHWE) N3MEPEHUST KOHIIECHTPAIlMi KOMITOHEH-
ToB MeTomoM EDX takke oka3piBaeTCsl BEICOKOM.

1T MHOTOKpaTHBIX M3MEPEHHMU C MCITOJIbh30Ba-
HueM IAP 6bi10 moaroronsieHo 20 OMHapU30BaHHBIX
MUKpodoTorpaduit 3BTEKTUUECKUX 00JaCTEi C TMO-
MEepeYHbIMU CEYEHUSIMU BOJIOKOH VB, U3 pasHbIx
y4acTKoB 00pa31oB (puc. 3). B pesyabraTte cTaTUCTU-
YecKoil 00pabOTKU TOJIYYEeHHBIX JHaHHBIX YCTaHOB-
JIEHO, YTO B 3BTeKTHKe comepxkutcs 42 mon.% LaBg u
58 mon.% VB, (cpemHeKkBaapaTMUecKoe OTKIIOHe-
nue 1 %).

3aknyeHue

B pesymbraTe 3KCIIepMMeHTa 10 WHAYKIIMOHHOMN
IJIaBKe Y TOCHEAYIOlle KpUCTaIM3aluu o0pas-
1I0B, TpeaBapuTeIbHO OT(HOPMOBAHHBIX M3 CMECHU
nopowkos 6opunos LaBg u VB,, mony4yeHsl criiaBbl ¢
XapaKTEepPHOU 3BTEKTUYECKOUN CTpyKTypoii. JIByxdasz-
HbIE 3BTEKTHYECKUE 00aacTu pa3mMepom a0 500 MKM
npeacTaBiaioT coboil marpuny LaBg, HamoaHeHHYIO
BOJIOKHAMU (HUTEBUIHBIMU, CTEPKHEBBIMU KPUCTAJI-
namu) VB, tonmunoi 0,8—2,0 mxm. BosokHa VB,
IPEUMYIIEeCTBEHHO OPUEHTUPOBAaHBI BIOJb HAIlpaB-
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JIEHUSI TeMIIepaTypHOTO rpajueHTa, BOZHUKIIETO pU
OXJIAXXIEHU U pacIljiaBa, T.e. OT BHEIIHEH ITOBEPXHOCTHU
obpa3slia K ero IeHTpy.

®a30BBII COCTaB CIIJIABOB IIPEICTaBIICH TOMb-
Ko nByMs ¢daszamu 6opunoB — kyoudeckum LaBg u
rekcaroHajJbHbeIM VB,, 6e3 dukcupyemoit peHTreHo-
CTPYKTYPHBIMUY METOIAMU B3AUMHON pacCTBOPUMOCTU
B TBEPIOM COCTOSTHUM.

B pesynprate cpaBHEHUSI pe3yIbTAaTOB OIIperesie-
HMS KOHLIEHTpalUuil KOMIIOHEHTOB CIlJIaBa pa3jiny-
HBIMU cHoco0aMM METOJ aHajlu3a MHTEerpaJibHOMU
njomaan ¢da3 ObII BEIOpaH KaK HamboJjee aJeKBaT-
HBIH 3ala4aM U3MEPEHU ST KOHLUEHTPaLMU KOMITOHEH-
TOB B 9BTeKTUKe. C ero mMoMoliblo YCTAHOBJIEH COCTaB
sBTekTUKU: 42 + 1 Mon.% LaBg u 58 = 1 mon.% VB,.
PacxoxaeHue ¢ TUuTepaTypHbIMU JaHHBIMM COCTaBIISI-
er 11 M01.% [14] u 7 mon.% [15].

Heccnedosanue gvinonteno npu punancogoii noddepicke
epanma PH® Ne 19-73-10180.
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MHTBpMHﬂbI W NOKPBITUA, 10J71y4aeMble METO[amMu aAANTHBHbIX TEXHOI0M
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BnusHue 3neKTPpOUCKpPOBOI 00paboTKu
3/1eKTPOAAMM U3 LLUPKOHUS Ha CTPYKTYPY M CBOWMCTBA
HUKeNnbCoAepXallero cnaasa,

NONY4YEeHHOro CEeNIeKTUBHbLIM Nla3epPHbIM CMJIaB/IeHuEM

© 2022r. A.E. Kyapswos, ®.B. KupioxaHues-KopHees, C.K. MykaHoB,
M.WU. NeTtpxuk, E.A. Jleawwos

HauwpoHanbHbIin nccnenoaTenbCkuii TexHonornyeckuii ynmeepeutet (HATY) «MUCuC»,
r. Mocksa, Poccus

Crarbs noctynuna B peaakumio 14.03.2022 r., nopabotana 09.06.2022 r., nognucaHa B nevarb 15.06.2022 r.

AHHOTaumsa: [1na noBbILLEHNS 3KCMAyaTauMOHHbIX CBOWCTB Ni-cogepxalliero cnaasa, noJiy4eHHOro no TeXHONOrMn cenek-
TUBHOro nasepHoro cnnasnerHusa (CJ1C), HaHOCUNN 3aLMNTHbBIE MOKPbLITUA METOA0M 3NEKTPOUCKPOBOro fnernposanms (OUJ1) c
MCNOJIb30BAHMEM 3/IEKTPOA0B U3 LMPKOHUSA. KWHEeTUKY MaccornepeHoca ndydanm Ha 5 pasfinyHbiX YaCTOTHO-3HEPTreTUYECKUX
pexunmax 06paboTkn. C nomMoLLbio aHanoro-umMdpoBoro npeobpasoBaTens yCTaHOBEHbI CPeAHee KOMYECTBO UMMYbCHbBIX
paspsaaoB, SHEPTUS eAMHUYHBIX UMMYJIbCOB U CyMMapHas SHeprus UMMNyabCHbIX pa3psnos 3a 1 MuH o6paboTku (XE) ans
BCEX MPUMEHSEMbIX PEXMMOB. B HU3KOSHEpPreTnyecknx ycnoeusax obpabotku (XE = 1459+2915 [Ox) Habnogancs cnabuliit
MacconepeHoc, NPUBEC Macchl katoaa GUKCMpPOoBanCcs TONbKO B NepBble MUHYThI. C yBENNYEHNEM BPEMEHU 006pabOTKM NPo-
ncxopmna yobinb Macchl NoANIoxku. LLlepoxoBaTocTe nokpeiTuii (R,) BapbmMpoBanack B AgnanadoHe 3,9-7,2 mkM. Ha BbicO-
KO3HepreTniecknx pexmmax (LE = 5197+17212 [x) n3-3a UHTEHCMBHOIrO Harpesa 3anekTpoAoB HabM0AaNCs YCTOMUYNBEINA
npuBEC MaccChbl KaToAa, Ho CPOPMUPOBAHHbBIE MOKPLITUS UMENN NMOBLILLEHHYIO LLIEPOXOBATOCTL: R, = 7,4+8,6 MmkMm. MNapameTp
R, nng ncxogHeix CJIC-o6pasuoe coctasnan 10,7 mkm. CHoOpMMpPOBaHHbIE MOKPLITUS XapakTepru3oBaancb ToNWmUHoON 15—
30 MKM, BbICOKOM cniowHOCTbio (80 100 %), TBepmocThio 9,0-12,5 Ma, moaynem ynpyroctu 122-145 Ma, koadduLmeHTOM
TpeHus 0,36-0,49. NMposeneHne 3NJ1-o6paboTkm cnocobcTBOBANO POCTY M3HOCcocTokocTn CJIC-cnnaea B 7,5-20,0 pas, a
xapocTtonkoctTn Ha 10-20 % (t= 1150 °C, 1= 30 4). YCTaHOBNEHO, 4TO HAUNYYLLINMUM CBOCTBAMU (TBEPAOCTb, MOAYIb YNPYro-
CTW, LUEPOXOBATOCTb M3HOCO- N XAPOCTOMKOCTL) 061afaeT NoOKpbITME, NOJIy4EeHHOE Ha HU3KO3HepreTniyeckom pexmme dINJ1
c oHepruen YE= 2915 Ox.

KnoyeBbie cs0Ba: 3NeKTPOMCKPOBOe nernpoBaHune (BWJ1), cenektnBHoe nasepHoe cnnaeneHune (CJIC), xxaponpoyHbli cnnas,
LMPKOHUIN, TBEPAOCTb, XapOCTONKOCTb, UBHOCOCTOMKOCTb.
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The effect of electrospark deposition using zirconium electrodes on structure
and properties of nickel-containing alloy obtained selective laser melting

A.E. Kudryashov, Ph.V. Kiryukhantsev-Korneev, S.K. Mukanov, M.I. Petrzhik, E.A. Levashov
National University of Science and Technology (NUST) «MISIS», Moscow, Russia
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Abstract: Protective coatings were applied by electrospark deposition (ESD) using zirconium electrodes to improve the perfor-
mance of the Ni-containing alloy obtained using the selective laser melting (SLM) technology. The kinetics of mass transfer was
studied in 5 different frequency-energy processing modes. An analog-to-digital converter was used to determine the average num-
ber of pulse discharges, single-pulse energy, and the total energy of pulse discharges for 1 min of processing (X E) for all the modes
used. In low-energy processing modes (XE = 1459+2915 J), a weak mass transfer was observed, and the cathode weight gain
was recorded only in the first minutes. As the processing time increased, a decrease in the substrate weight was observed. The
roughness of coatings (R,) varied in the range of 3.9-7.2 um. In high-energy modes (X E = 5197+17212 J), due to intense electrode
heating, a steady cathode weight gain was observed, but the formed coatings featured by increased roughness: R, = 7.4+8.6 pm.
The R, parameter for the original SLM samples was 10.7 um. The formed coatings featured by a thickness of 15-30 um, high conti-
nuity (up to 100 %), hardness of 9.0-12.5 GPa, elastic modulus of 122-145 GPa, and friction coefficient of 0.36-0.49. The ESD pro-
cessing promoted an increase in wear resistance of the SLM alloy by 7.5-20 times, and oxidation resistance by 10-20 % (t= 1150 °C,
t=30 h). It was found that the coating obtained in the low-energy ESD mode with energy > E = 2915 J featured the best performance
(hardness, modulus of elasticity, roughness, wear resistance and oxidation resistance).

Keywords: electrospark deposition (ESD), selective laser melting (SLM), heat-resistant alloy, zirconium, hardness, oxidation re-
sistance, wear resistance.
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Beenenue

Pa3BuTue aBMAaKOCMMYECKON TEXHUKU TpeoOyeT
pa3pabOTKM HOBBIX MaTePHAJIOB M TEXHOJOTHii. B Ha-
cTosIee BpeMsI B MUpPe aKTUBHO ITPOBOISITCST MCCIIE-
JIOBaHU S MO CO3JaHMI0 HOBBIX XKapOCTOMKUX MaTepu-
aJIoB, B TOM UMCJIe Ha HUKeJIeBOii ocHOBe [, 2].

AJAUTUBHBIE TEXHOJOTUM [3], B YACTHOCTU Me-
TOI ceJieKTUBHOro jaasepHoro cruabiaeHusa (CJIC),
HamOoJIee MePCIIEKTUBHBI IJISI TTOTYICHU S U3ICIINM C
3aJlaHHOI reomeTpueil. OgQHaKoO U3AEeAUsIM, U3TOTOB-
JeHHbIM MeTogoM CJIC, cBOCTBEHHBI MPUIOBEPX-
HOCTHBIE CTPYKTYpHBIE HeMEKTHI, Cpear KOTOPHIX

HauboJiee onacHbl TPEIIMHbI, TTOPhI, HEIPOILJIaBJICH-
HBIe YacTULIHI [4].

Haunbonee s3pdeKTUBHBIM CIOCOOOM MOBBILIEHUS
pecypca paboThl KapoIpOYHbIX CILJIABOB SIBJISETCS IPU-
MEHEHUE 3alIUTHBIX MTOKPBITHI [5—8]. 11 X HaHece-
Hus Ha Ni-comep:Kallyie CIUIaBbI I POKO ITPUMEHSTIOTCST
HOHHO-TUJIa3MeHHoe ocaxaeHue [9, 10], MeTonsl razo-
TepMUUYECKOro HanblJieHu [11—13], IIMKepHEBI MeTOI
[14] u anexTpourickpoBoe gerupoBanue (BUJI) [15—20].

K npeumyiectBam texHosiorun DUJI oTHOCITCS:
BBICOKASI aATe3us IIOKPBITUI, OTHOCUTEIbHAS IIPOCTO-
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Ta MeTola W MPUMEHSIEMOTO O0OpYIOBaHUS, HU3KOE
SHEProIoTpedacHUe, PKOJorudeckas YucToTa, BHICO-
Kasi peHTabeIbHOCTh, BO3MOXHOCTh aBTOMATHU3AlINK
nporuecca. [IppuMeHeHUe BBICOKOIHEPTETUYECKUX Pe-
>KMMOB 3JIEKTPOMCKPOBOIO HAaHECEHMSI TIOKPBITUI MO-
KeT 00eCIeYrTh KaueCTBEHHOE BOCCTAHOBIICHHE W3-
HOIIIEHHBIX TTOBEPXHOCTEM AeTaieid MaIlllvH.

DU JI-06paboTka HuKeneBoro craba XKC6Y aiekr-
pomom u3 craBa XTH-61 (cucrema Co—Cr—Nb)
CIIOCOOCTBYET TTOBBIIEHU O KapOCTONKOCTH
(mo 1000 °C), uBHOCOCTOMKOCTHU, TBEPAOCTHU, a TaKXKe
CHUXeHUIo KoadduuueHta tpenus [17]. DrexTpo-
HUCKpoBass 00paboTKa XKapoIpPOYHOTO HUKEJIEBOIO
crutaBa OI1 718-U 1 (Inconel 718) CBC-anekTpomaMu
(Cr—AIl—Si—B) Takke MOXeT yBEJIMYUTH €0 Kapo-
U u3HococToikocTh [18]. IloBhIIIEHUE XXapOCTOMKO-
ctu BI1 718-UM nipu o6padorke CBC-anekTpomaMu
(Mo—Si—B u Zr—Si—B) ycraHoBieHo B paborax
[19, 20].

ABTopamMu [21] oTMedyeHO yayulleHUe (PU3NKO-
MEXaHMYECKMX W OKCIJIyaTallMOHHBIX XapaKTepu-
CTUK OTBETCTBEHHBIX aBUAIIMOHHBIX JTUTHIX U3IETUI
13 HUKEJIEBBIX CIIJIaBOB MpH JierupoBanuu 2—3 % Zr.
MonmunduurpoBaHre HUKEIEBBIX CILIABOB LIMPKOHUEM
(0,05—0,25 %) crmoco6CcTBYET POCTY MUKPOTBEPIOCTH
METaJUIMYEeCKON MaTPUIIbI M ITOBBIIICHHUIO XKapOIpoy-
HOCTH JIMTBIX IeTalieii Ta30TypOMHHBIX IBUTATEIICH.
JlermpoBaHVe HUPKOHMEM W TrapHUEM HUKEJIEBBIX
CIJIABOB IIO3BOJISIET MOBBICUTH AAre3UI0 OKCHIHOI'O
CIIOS K TIOBEPXHOCTH CIJIaBa M3-3a CHUXXECHUS ITOPH-
CTOCTH Ha TPaHUIIE MEXIAY OKCUIIOM U CIIaBOM [22].

B cBs3u ¢ BhlIIecKa3aHHBIM MpPEACTaBIsIeT UHTE-
pec MPOBECTU 3JEKTPOUCKPOBYIO 00padboTKy Ni-co-
nepxainero CJIC-cnnaBa 3JeKTpoAaMM U3 LIUPKO-
Hug. Ilpeanonaraercs, uro npoBeaecHue DUJI Oyner
CIOCOOCTBOBaTh KaK TMOBHIIICHHWIO KapOCTOMKOCTH
cIIaBa, TaK M YCTPAHEHUIO B HEM TTOBEPXHOCTHBIX JI€-
dexToB [16].

MHOTOKOMIIOHEHTHBIE Zr-coaepXaliie 3JIeKT-
pOIBl HAIJIM IIMPOKOE MPAKTUYeCKOoe MpUMEHEeHUe
B pa3JIMUHBLIX oOmactsax. Hampumep, s TOBBILIE-
HUS XapOCTOMKOCTH TBEPABIX CIIJIABOB MIPUMEHSIIN
xomno3ut HJIAB 2 cocraBa ZrB,—ZrSi,—LaBg co
cBaskoit Ni—Cr—Al (30 moi. %) [23] u anekTpon u3
Z1Si04 [24]. dnsa mnoBbllU€HUST M3HOCOCTOMKOC-
T TuTaHoBoro cmniaBa TCIll ucrnonb3oBaiu Bbi-
cokosHTponuiiHbiii crmjaaB CuNiSiTiZr [25] nubo
anektpon ZrgsCuyz sAl; sNijy [26, 27]. Crunas Vitreloy 1
(Zryy 5 Tij3 gNijgCuy;y sBeyy 5) ObLT npensioxkeH aist pe-
MOHTa CBapHBIX IIIBOB U3HOILIEHHBIX 00BEMHBIX aMOP-
(HBIX MaTepUajoB ¥ TOKPBITUI [28], a AJ151 3a1IUTHI OT

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

HW3HOCA, KOPPO3UU W TPUOOKOPPO3UM HepKaBeroliei
cranu AISI 304 npoBonunu DUJI-006paboTKy B Ba-
kyyme anektponom TaC—ZrC—Mo—Ni [29]. ABTo-
pamu [30, 31] UUPKOHUTT peKOMEHIOBAaHO NPUMEHSATh
TOJIBKO B Ka4eCTBE CBI3KHM JICKTPOMHOI'O MaTepraa.

HecMotpst Ha mmpokoe IprUMEeHEHHUE MHOTOKOM-
MMOHEHTHBIX Zr-colepKalluX 3JeKTPOIOB, YHUCTHINA
LIMPKOHUI MMeeT OorpaHuuYeHHOe mpuMeHeHue. s
MOBBIIICHNS KadeCcTBa INTAMITIOBOIO MHCTPYMEHTa M3
crann X12M® mipemraraeTcsd Ha IIEpBOM 3Talle Ipo-
Boauth DUJI nupkoHneM, a Ha BTOPOM — UHIYKIIU-
OHHYIO XMMHUKO-TEPMHUIECKYIO0 00pabOTKY B YIJICPOI-
conepxaieit macte [32]. B pabore [33] uupKoHuii pe-
KOMEHIOBaH B KaueCTBE MaTepuaja aHoIa s oopa-
00TKU TUTaHOBOrO ciiaBa BT20 ¢ 1eJ1blo NOBBILLIEHU S
€ro U3HOCO- U XKapOCTOMKOCTH, a B [34] — miis yBeu-
YEHU S CTOMKOCTU PEXYLIUX UHCTPYMEHTOB.

Llexplo HacToOAIIel pPabOTHl SBISLIOCH M3YyUYCHUE
0COOEHHOCTE MaccomepeHoca, CTPYKTYpbl, cocTaBa
M CBOMCTB 3JIEKTPOUCKPOBBIX ITOKPLITUI Ha Ni-coaep-
xkamieM CJIC-cruraBe, MOJYyYeHHBIX C UCTIOIb30BaHU-
€M 3JIEKTPOIOB M3 LM PKOHUS.

Martepuansl U MeTOAbl UCCNef0BaHUN

B kxauecTtBe MaTepuana MOAJOXKHU (KaToma) MpU-
MeHstca Ni-comepxamuii CJIC-criaB clieayolero
cocrtasa, Mac.%: Ni — 53,75, Al — 24,07, Cr — 13,73,
Co — 7,66, Hf — 0,79 [35]. Pa3amep o6Gpa31oB cocTaB-
971 7 MM X 9 MM X 7 MM.

Marepuan anekTpoaa (aHoma) — LMPKOHUI Io-
muaHbii (TY 95 46-97) coctaBa, Mmac.%: Zr — OCHOBa,
Fe — 0,03, Cu — 0,003, Ni — 0,01, C — 0,008, Si —
0,008, N — 0,005, O — 0,05, Al — 0,005, Cr — 0,002,
Hf — 0,01, B — 0,00005, Ti — 0,005. Pazmep o6pa3-
OB — 3 MM X 3 MM X 50 MM.

DNeKTPOUCKPOBYI0 00pabOTKY TNpOBOAMIM Ha
yctaHoBkax Alier-Metal 303, Alier-Metal 30 u yHu-
BepcanbHOM creHzae Alier-Metal 2002 (OOO «HITO

«METAJIJI» — «SCINTI SRL», Poccusi—Moi-
JI0Ba) Ha 5 pa3JMUYHBIX YaCTOTHO-3HEPreTUUYECKUX
pexumax, IapaMeTpbl KOTOPBIX IIPEACTaBJIEHBI
B TabuI. 1.

®dopMUpPOBaHUE ITOBEPXHOCTHOI'O CJIOSI OCYIIECT-
BJIsSIIU B cpene aproHa (99,995 %). IMocie o6paGoTku
3JIEKTPOI U TTOAJIOXKKY BBIACPXKUBAIN B BAHHE C apro-
HOM JIO TIOJTHOTO OXJIaXKACHMS.

Jns u3MepeHusl SGHEPreTUYeCKUX XapaKTepUCTUK
WMITYJIbCHBIX pa3psiIoB K 3JIEKTPOUCKPOBOM YCTAaHOB-
Ke OBbLJI MOAKIJIIOUEH OBICTPOACHCTBYIONIMIT MOAYIb
aHaJjoro-mudponoro npeodpasosarens (ALLIT) E20-10

—_ .

B3



W3Bectus By308. [TopoiukoBas MeTanyprus v QyHKUNOHabHbIE MOKPbiTS = 2022 - T. 16 - N2 3

Tabnuua 1. MapameTpobl pexumos ANUJ1-06padboTku
Table 1. Parameters of ESD processing modes

P | oot | Qoo | o | e | Mo | Ei0e | 3eae
1 303 120 20 3000 66 895 43,57 2915
2 30 170 25 3000 128 764 133,67 17212
3 30 170 25 1 500 49 829 104,29 5197
4 2002 340 6 15000 262 803 5,55 1459
5 2002 340 8 10 000 257270 10,27 2642
IMpumeuyanue. Yacrora BUOGpanuu aaekTpoaa cocrassiia 600 Iir.

(«L-Card», Poccus). 3anmmch HCXOTHBIX TaHHBIX
OCYIIECTBJISIJIACH aBTOMAaTUYECKM C TIPUMEHEHUEM
KOMITbIOoTepHOU mporpamMmmbl LGraph 2 (MHoOroka-
HaJIBHBI perucTpaTop-camonmucel). JIUTEeIbHOCTH
3anucu uHdopmanuu coctapasna 10 c. [Tapamerpsl
(3Heprus eIMHUYHOTO UMITYJbCHOTO pa3psiaa (E), Ko-
JINYECTBO UMITYJIbCOB (N) U cyMMapHasl dHEprus 3a
1 MuH o6pabdoTku (ZF)), xapakTepusyloliue 3Hepre-
TUYECKUN pexkUM 00pabOTKHU, ONPEALSIIINCH C TTOMO-
IO KOMIIBIOTEPHOI ITporpaMMbl Matlab, aganTupo-
BaHHOM K nipouieccy DUJI.

Kunetuky MaccomnepeHoca (YIEIbHYIO 3PO3UIO0
aHona (AA;) 1 yoenbHbll puBec KaToaa (AK;)) omnpe-
NeIsIId TPaBUMETPUYECKMM METOJIOM Ha aHaJu-
tuuyeckux Becax mapku KERN 770 (I'epmanus) c
touHoctbio 107> 1. M3MepeHme Macc Katoga M aHOIA
MPOBOIMIN TOC]e Kaxaoi MUHYTel DUJI-06paboT-
ku. CyMMapHBbIii IprBec KaTona (CM>) ompeaessijiy mo
dopmye [30]

YAK, = (AK, + AKy + ... + AKyp) / p, )

rae AK; — npuBec KaToAa 3a i MUH JIETUpOBaHUS (i =
=1, 2 ...10), r; p — MJIOTHOCTH 3JIEKTPOTHOIO MaTe-
puana, r/cm>.

CyMMapHy10 3po3ul0 aHoia XAA; paccUuThIBaIU
aHaJIOTUYHO.

3anuBKy 00pa3loB B TOKONPOBOASIIYIO CMOIY
JUIST U3TOTOBJICHUS MITU(OB OCYIIECTBISIIN HA yCTa-
HoBke CitoPress-1 («Struers», lanus). lnudoBky u
MOJUPOBKY IMPOBOIMJIM Ha aBTOMaTU3UPOBAHHON Ma-
muHe RotoPol-21 («Struers»). 11 npeaBapuTebHOM
MeXaHUYeCKOl 00paboTKM o00pas3loB HCHOJb30Ba-
1 1mandoBalibHYI0 OyMary ¢ pa3Hoi 3epHUCTOCTBIO
abpasuBa. IlonupoBKYy 00pa3LOB OCYIIECTBISIN C
HCIIOJIb30BaHUEM OKCUHOU cycnieH3uu SiO, ¢ pazMe-
pom abpasuBHbIX yacTtul 0,05 mxm. MeTtaniorpagu-
YeCKU# aHaan3 MIINGOB MPOBOAUIN Ha ONTUIECKOM

mukpockorie Neophot-32 («Carl Zeiss», I'epmaHust).
TonmuHY M CHJIONITHOCTH MTOKPBITUIA OLIEHUBAIN TP
yBeaumyeHusax 500° u 200* coOTBETCTBEHHO.

CbeMKy pEeHTTeHOBCKUX IH(PPaKTOrpaMM 3JeK-
TPOMCKPOBBIX MOKPBITHI ITPOBOIMIIN Ha aBTOMATU3M -
poBanHoM audpakToMmeTpe JIPOH 4 c ucnonb3oBaHu-
eM MoHoxpomaruueckoro CuK,-u3ayyeHus: B pexxume
[IarOBOTO CKAaHWPOBAaHUSI B MHTEpBajie YIJIOB 20 =
= 10°+110° (mwar cbemku coctasiasia 0,1°, skcmosu-
uust — 3+6 ¢). MeToauMKy Ka4yeCTBEHHOIO U KOJIMYe-
CTBEHHOro (a30BOro aHajau3a NpUBEIEHBI B paboTax
[36, 37].

MUKpPOCTPYKTYpPHl 00pa3IoB UCCIEI0BAIN METO-
JIOM PacTpOBOU 3JEKTPOHHONH MUKpockonuu (POM)
¢ nomonibio Mukpockomna S-3400N («Hitachi», SImo-
HUSI), OCHAIIEHHOTO 3HEPTOMMCIIEPCUOHHBIM CIEKT-
pomeTpoM NORAN 7 («Thermo Fisher Scientific Inc»,
CLIA).

HccnenoBanne Tomorpaduu IMOBEpXHOCTH 00Opa3-
IIOB M JOPOXEK M3HOCA IMPOBOAMIN Ha ONTUYECKOM
npodusomerpe WYKO NT 1100 («WVEECO», CILIA).

MexaHuUYecKHE CBOWCTBa, BKJIIOYas TBEPIOCTH
(H) v monyns ynpyroctu (E), onpenensiivi Ha Torne-
PEUYHBIX NUIKM(aX METOIOM M3MEPUTEIbHOIO MHACH-
TUpoBaHUs B McmbiTaTenbHO#t naboparopuu (PyHK-
uuoHanbHbiX ToBepxHocTelr HUTY «MUCuC» c
nmomMoliblo HaHoTBepaoMmepa Nano-Hardness Tester
(«CSM  Instruments», IlIBeiimapus), OCHaAIIEHHOTO
aJMa3HbIM UHIEHTOpOM bepkoBuua. Benuuunbol H u
FE ouenuBanu o 'OCT P 8.748-2011 (ISO 14577) [38],
ucnonb3ys 3HadeHue 0,3 ot koadpduumenTta Ilyacco-
Ha. YCJIOBUS U3MEPEHUN ObLIU CAEAYIOIIUMU: MaKCH-
MaJibHas Harpy3ka 20 MH, morpemHocTh BepTUKaab-
HOTO TO3UIIMOHNpPpOBaHUSA MHAcHTOpa 0,3 HM, BpeMs
BBIIEPXKU S C.

HccnenoBanue TpuOOJOTMYECKUX CBOMCTB 00-
pasloB IPOBOAMJIM Ha aBTOMATU3MPOBAHHONW Ma-

66
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muHe TpeHus Tribometer («CSM Instruments») mo
CXeME€ <«CTepXEHb—ILJIACTUHA» IIPU BO3BPATHO-IIO-
CTyMmaTeJlbHOM JBUXeHUU. B KadecTBe KOHTpTena
WCTIOJIb30BaJIM IIapUK AUAaMETPOM 3 MM U3 CILia-
Ba WC—Co. YcoBus MCHBITAHUI: NJIMHA JOPOXKU
4 MM, mpukansiBaemas Harpy3ka 1 H, makcumainb-
Has CKOpOCThb 5 cM/C.

KapocToitKocTh TOKPBITU I OLIEHUBAJIY MO MPUBE-
cy 00pa3ioB, OTOXXEHHBIX HAa BO3YXE B JIEKTPOTIE-
gy SNOL 7.2/1200 ripu temnepatype 1150 °C u cym-
MapHoi#i Beraepxkke 30 u.

Pe3ynbTatbl  ux 06cyxaeHune

3aBUCUMOCTM CYyMMAapHOi apo3uu aHoga (ZAA;) u
CyMMapHoTo npuBeca katoza (XAK;) or Bpemenun DUJ1
npeacTaBieHbl HA puc. 1. YCTaHOBJIEHO, YTO Ha BCEX
peXXnMax ¢ POCTOM ITPOIOIKUTEIBHOCTA 00pabOTKH
yBEJIMYMBAETCSl BeJMYnHa XAA;. MakcumalbHoe ee
3HaueHue (—73,17-10~* cM?) mocTUrHYTO MpH MCTONb-
30BaHUM BHICOKOSHEPTETUIECKOTO pexXuma 2.

XapakTep 3aBUCUMOCTEIl CyMMapHOTO TprBeca Ka-
Toma oT BpeMeHu DUJI onpenenseTcst UCMONb3yeMbIM
pexruMoM o06paboTku. Tak, mpu NIpuMeHEeHUU HU3KO-
9HEPreTUYECKUX pexXUMoB (00p. 1, 4, 5) HaOmopaeTcs
MpUBEC MacChl KaToia B NepBOHAYaJbHBIA MOMEHT,
Bappupyoomuiics ot 1 MuH (pexum 4) mo 3 1 4 MUH
Ha pexuMax 5 u I coorBeTcTBeHHO. C yBeIUYEeHUEM
MPOIOJXUTEIBHOCTH 00pabOTKM MPOUCXOAUT YObLIb
Macchl OAJMOXKN. MUHUMabHAs BeTUINHA YAK; =
=_5,81-10"*cm™ 3aukcupoBaHa nocje 10 MuH o6pa-
0OTKM Ha pexume 4.

ITpu ncronb30BaHUN BBICOKOIHEPIETHICCKUX Pe-
xumoB BUJI 2 u 3 HaGnogaeTcs yCTOMYMBBIN MpU-
BEC Ha KaToje, OJHAKO M3-3a MHTEHCUBHOIO Harpe-
Ba BJIEKTPOIOB Ha 00padaThIBa€MBIX ITOBEPXHOCTSIIX
bopMUpyIOTCS TIPUKOTH, CUJIBHO YXYAIIAIONINe IIIe-
poxoBaTocTh. Ha mpakTuke Takue MOBEPXHOCTU He-
00XOIMMO TIOABEPTaTh TOMOJIHUTEIBHON MIITU(MOBKE.
M3-3a 00pa3oBaHUSI TPUXOTOB BpeMsi 00pabOTKHU
ObLIO CHUXEHO 10 5 MuH. Bennunna YAK; cocraBuiia
59,03-10~% 1 22,42-10~* cm® npu ucronp30BaHUY pe-
XXUMOB 2 ¥ 3 COOTBETCTBEHHO.

Hns cpaBHeHUSI TIpu 00OpabOTKe BIEKTPOAOM
ZrSiB (cocrasa, mac.%: ZrB, — 66, ZrSi, — 26, Si — 6,
ZrO, — 2) cnnasa OII718 B pexume [ 3HaueHUd
SAK; = 10,01-10~* cm®, a ZAA; = —43,43-107% cm? [20].
boiiee ”HTEHCUBHBI MacCcONepeHOC OOBSICHSIETCS TEM,
YTO 3pO3U S TYTOTJIABKUX COSAMHEHM I Ha TIOPSIIOK BbI-
1Ie, YeM y METaJLJIOB, BCICACTBUE UX MPEUMYIIECTBEH-
HOTO XpYNKOTO0 pa3pylieHus B mpouecce DUJI [30].

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

INpoBeneH aHaIU3 JaHHBIX, TTOJIYYEHHBIX C TIOMO-
mbio AT, BKIIoyass 3HEPTUIO eAUMHUYHBIX UMITYIb-
COB (CpeIHMe 3HAYCHUS 3a BpeMsi 00pabotku (Ep)),
CYMMapHyl0 3HEpPruio MMITYJbCHBIX pa3psaoB 3a
1 MmuH obpaboTku (XF), a TaKXKe OIpENEEHO Cpel-
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Puc. 1. 3aBucuMocTb CyMMapHO#l 9po3un

aHona XAA; (WTPUXOBBIE TUHWUY, CBETIIBIE 3HAUKH)

1 CyMMapHOro npuBeca Katofa YAK; (CTIJIOUIHbIE TUHWH,
TeMHbIe 3HaUKU) oT BpemeHu DUJI

Kpussie 1, 4 — 5-ii pexxum (A, A); 2, 5— 1-ii (&, O);
3,6—4-ii(m,0);7 10—2-i1(®,0);8,9—3-ii (¥, V)

Fig. 1. Total anode erosion XAA; (dashed lines, light
symbols) and total cathode weight gain ZAK; (solid lines,
dark symbols) depending on ESD time

Curves I, 4—Mode 5 (A, A); 2, 5— Mode 1 (@, O);
3,6—Mode 4 (m,0); 7, 10— Mode 2 (®, O); &8, 9— Mode 3 (¥, V)

67



W3Bectus By308. [TopoiukoBas MeTanyprus v QyHKUNOHabHbIE MOKPbiTS = 2022 - T. 16 - N2 3

Hee KOJIMYECTBO UMMYJIbCHBIX pa3psaoB 3a 1 MUH A8
Kaxa0ro pexuma (Np)) (cM. Taba. 1).

YcTaHOBJIEHO, UTO HA peXuMe 2 BeinurHa Y E Mak-
cumMasibHa u coctaBiasieT 17212 JIxx. I[Tpu ncnonb3zoBa-
HUU peXKnMa 4, XapaKTepU3YIOIIerocss KOPOTKOM K-
TEeJILHOCTHIO M HAUOOJIBIIEH YaCTOTOM MMITYJIbCHBIX
pa3psaoB, CyMMapHasi 3Heprusi MUHUMaJIbHasE —
1459 I x.

B pesynbraTe 06pabOTKHU B HUBKOBHEPTETUYECKUX
YCJIOBUSIX HaOJIIofaeTcsl HEBBICOKAsi CKOPOCTh (hop-
MUPOBaHUS TIOKPHITUIA, a MPU MCIIOJb30BAHUU BbI-
COKOBHEPIeTUICCKUX PEXUMOB HU3-3a MHTCHCHBHOTO
HarpeBa 3JeKTPOJ0B UMEET MECTO BbICOKas TPOU3BO-
IuTeNbHOCTh mpouecca DMJI, omHaKo 1MepoXoBaTOCTh
TOBEPXHOCTH IIOJIy4aeMBIX TTOKPBITUMA IIPU 3TOM He-
YAOBJIETBOPUTEIbHAS.

Jnsa nHaHeceHUs TOKpbITUiI Ha oOpasubl CJIC-
CILJIaBa OBLJI0 BBIOPAHO OITTMAaJIbHOE BpeMst D JI-o0pa-
6OTKH IUIOIani 1 cM2, KOTOPOE COCTABHIIO 4 MUH JIsI
HU3KO3HEPreTUUeCcKMX pexkumoB (7, 4, 5) u 1 MuH ansg
BBICOKOHepreTndeckux (2, 3). 3a 310 Bpems GopMu-
PYIOTCS CILIOIIHbBIE MOKPBITUS C YIOBJIETBOPUTEIbHOM
IIEPOXOBATOCThIO, 3HAYEHMsI KOTOPOM, BBIPaKEHHBIC
yepes napametp R, (cpenHee apudMeTUIECKOE OTKIIO-
HeHue mnpoduis), mpencrtaBieHbl B Tabha. 2. Bumno,
yto nmpuMmeHeHue DUJI-00paboTKM cocoOCTBYET CHU-
xkenuto mepoxoBaroctu CJIC-cmmasa B 1,3—2,8 pa3a.
MuHuManbHOE ee 3HaYeHUE NToKa3asio MOKpPbITUE 1.

Da30BBIil COCTAB MCCAEAYEMBIX TTOKPBITUI Mpea-
craBjieH B TabJ. 3. Ycranosneno, uyto B CJIC-cmiaBe
MPUCYTCTBYET ToJbKO MHTepMeTaanua NiAl. B mo-
KpbITUM [ HaOJIOJAaOTCd aJIOMMHUABI HMKEJS
(NiAl) ¢ nmepuogom petretku a = 0,2886 u 0,2922 HMm.
Ee yBenuueHue MOXET OBITh CBSI3aHO C BHeApe-
HueM atomoB Zr B NiAl B mpouecce DUJI (cocTtas
Alyj 45Nigg §3Z138 75). B 9TOM 00pasie Takxe MpucyT-
CTBYIOT uHTepMeTaing ZrNi,Al 1 OKCMHUATpU LUD-
KOHU 1, 00pa30BaHue KOTOPOT0, IO-BUIMMOMY, BbI3Ba-

Tabnuua 2. CeoitcTea noasioxku u AUJ1-nokpbITUi
Table 2. Properties of the substrate and ESD coatings

HO B3aMMOJEMCTBHEM ILIMPKOHUSI C PACTBOPEHHBIM
kucnoponom B CJIC-o6pa3uax. B mokpeiTuu 2, chop-
MHUPOBAaHHOM Ha MAaKCHUMaJIbHOM SHEPIETHICCKOM pe-
XuMe, o0HapyXeHbl MHTepMeTaiuabl NiAl u ZrNi,
a takxe okcuna ZrzNiO(x). Kpome ob6pasua [/ dasa
ZrNi,Al HaGnionaeTcs B MOKPBITUAX 3 U 4, B KOTOPBIX
Takxe npucyrcryeT pasa ZrCr,. TpoitHoe nHTEpMeE-
TajliuaHoe coeaHeHnue ZrNi,Al oTHocuTed K dasam
leiicnepa, a nBoitHOI nHTepMmeTanaunn ZrCr, — K da-
3am JlaBeca. O6pa3oBaHue o0enx (pa3 CBsI3aHO ¢ B3aU-
MOJECTBUEM LIMPKOHUS (MaTepHra aHOJa) C AJIEMEH-
TaM¥ MaTepHaja ITOAJI0XKH B Impoiecce DUJIL.

CTOUT OTMETUTh, YTO OKCUHUTPHUAY IUPKOHUS
Zr(O,N) c nepuonom pemietku a = 0,4585 HM cooT-
BETCTBYET CoeaMHEeHUe Zrgs 56N3 94005 (Mac. %).
HBoiiHoiit okcnn Zr;NiO(x) MOXHO onucatb (Gopmy-
a0t Zrg g6Nij73401 53 (@ = 0,329 um, b = 10,94 um,
¢ = 8,91 Hm).

N3BecTHO, uTO coeauHeHue ZrCr, njaaBUTCs NMpU
t=1673 °C [40], a TeMmieparypa miaBiieHus da3bl ZrNi
cocrasiseT 1260 °C [41]. OOpa3oBaHMe TaHHBIX TYTO-
TUIaBKUX ha3 JOJIKHO CITOCOOCTBOBATH MOBBIIICHUIO
KapOCTOMKOCTU C(DOPMUPOBAHHBIX TOKPBITUIA.

POM-u3obpaxenus moBepxHoctu OBOUJI 1o-
KpbITUIl [ 1 3 mpencTaBjieHbl Ha puc. 2. BugHo, 4yTo
IOBEPXHOCTHBIMA CJIOM XapaKTEpU3YETCS BBICOKOU
CIIJIOITHOCTBIO M COCTOWT M3 PACTEKIIMXCS Kallelb
Marepuaia sjekTpoaa. I[Ipy mMpuMeHEeHUU BBICOKO3-
HEPreTUYeCKOoro pexuma 2 guaMeTp KaIlid COCTaB-
asteT ~450 MKM, a B CTy49ae BBICOKOYACTOTHOTO PEeXH-
Ma 5 — nopsiaka 170 MxMm.

Ha puc. 3, a npeacraBieHo POM-uzobpakeHue
nokpeITuA 5 (aud). Bumao, ato B pesyasrate DUJI-
00paboTKU (OpMUPYETCS MOKPHITUE C MUHUMAaJb-
HBIM KOJMYECTBOM Je(eKTOoB. TpelnH Ha TpaHUIle
MEXIY ITOKPBITHEM 1 ITOMJIOKKOM HE BBISIBICHO.

TakuM obGpa3oM, B pe3ysbTaTe 3JeKTPOMCKPOBOM
00paboTku Ha nmoBepxHoctu CJIC-crnaBa ¢hopmMupy-

O6paser (pexum) h, MKM R,, MKM E, T'Tla H, I'Tla
IMomnoxka - 10,7 162 6,9
1 15 3,9 140 12,3
2 20 8,6 122 9,0
3 30 7,4 145 12,5
4 15 5,0 136 11,1
5 15 7,2 142 10,7
.W lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional'nye Pokrytiya = 2022 = Vol. 16 = N2 3
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Tabnuua 3. dasoBblit cocTaB nognoxku u AUJ1-nokpbITHiA
Table 3. Phase composition of the substrate and ESD coatings

O6pa3zelr Dasa Tun CTpyKTypHBII 06. nons, % | Mac. nonsi, % Tlepuonbr
(pexum) peleTKu TUTT ? ? pelIeTKu, HM

TTonnoxka NiAl B2 cP2/1 100 100 a=10,2880
NiAl B2 cP2/1 45 44 a=0,2886
; NiAl(Zr) B2 cP2/1 2 30 a=0,2922
ZrNi Al D0.3 cF16/2 9 10 a=0,6034
Zr (O,N) B1 cF8/2 14 16 a=10,4656
NiAl B2 cP2/1 17 15 a=0,2877

ZrNi E9.3 cF96/1 36 37 a=1,1985

2 Zr;NiO(x) Ela 0C20/7 47 48 a=3,304
b=11,128

c=38,679
NiAl B2 cP2/1 68 64 a=10,2881
ZrCr, Cl4 hP12/1 13 15 a=10,5032
3 c¢=0,8328
ZrNi,Al D0.3 cF16/2 10 11 a=10,6023
Zr (O,N) Bl cF8/2 9 10 a=10,4637
NiAl B2 cP2/1 51 47 a=0,2879
ZrCr, Cl4 hP12/1 22 24 a=10,5046
4 ¢=0,8206
ZrNiAl D0.3 cF16/2 13 14 a=10,6045
Zr (O,N) Bl cF8/2 14 15 a=0,4646
NiAl B2 cP2/1 37 33 a=10,2882
Zr (O,N) Bl cF8/2 38 41 a=10,4650

5 Zr;NiO(x) Ela 0C20/7 25 26 a=3,321
b=11,118

c=8,679

a 0

Puc. 2. POM-u3o6paxenus nmoepxHoctu oopasioB OUJI-okpeituii I (a) u 3 (6)

Fig. 2. SEM images of surfaces of ESD coating samples / (a) and 3 (6)
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PaccTosiHue 0T HOBEPXHOCTH, MKM

Puc. 3. POM-u3o0bpaxeHue rmonepedyHoro nummda MoKpeITUs S (@) 1 pacipenencHue Teepanoctu (H) 1 Mmomyis

yrpyroctu (£) nmo ero ToiamuHe (6)

Fig. 3. SEM image of Coating 5 cross-section (a) and hardness (H) and elastic modulus (£) distribution over the coating

thickness (6)

JOTCSI IOKPBITHS ¢ BBICOKOM CITIOIIHOCTEIO (1o 100 %)
¥ TonmuHoMi (1) mo 30 MKM.

C mnomollbl0o HAaHOMHACHTHUPOBAHUSI YCTaHOB-
JICHbl MEXaHMYEeCKHEe CBOHCTBAa HCCIEIYEeMBIX I10-
kpbituii: £ = 122+145 I'lla u H = 9,0+12,5 I'Tla (cMm.
Tabs. 2). Moayiap ynpyrocTd HEympOYHEHHOro 00-
pasiia BbIIIe, YeM Yy 3JEKTPOUCKPOBBIX MOKPHITUM U
uupkonus (96,0—99,0 I'lla [42]), 4TO OOBSICHSET-
cs B3aUMOJEWCTBUEM ZT C 2JIeMEHTaMU TOMJIOXKKU B
xone DUJI.

IMTpumenenue BDNUJI-06pabOTKM CITOCOOCTBYET yBe-
JIMYEHWIO TBEPIOCTU IMOBEPXHOCTHOro cjios B 1,3—
1,8 paza. Ha puc. 3, 6 nmpeactaBieHO pacrnpeaeieHue
3HAYCHUU TBEPOOCTH U MOXYJS YIIPYTOCTH IIO IIH-
pUHE nonepevyHoro nuiuda nokpsiTusa 5. BugHo, uto
C YBEJIMUYECHHUEM PACCTOSIHUS OT IOBEPXHOCTU 3HAUE-
HUs H cHUXa1oTcs, a £ yBeTnInBaroTCs.

IIpu o6paboTke osnexkTpoaoM ZrSiB cnnasa
BI1718 chopmupoBaHHOE MOKPHITUE XapaKTepU30-
BaJoch Ooiyiee BBICOKMMHM TBepmocThio (18,8 I'Ila),
Monyyiem ymnpyroctu (351,4 T'lla) u mepoxoBaTo-
ctbio (R, = 5,80 mxm) [20]. MakcuManbHas TBep-
JIIOCTH TOKPBITUSI, MOJYUYEHHOro npu o0paboTKe B
BakKyyMe MOJJIOXKU M3 HUKeJieBoro cryaBa DI1 741
9NEKTPOAOM U3 cIljlaBa Ha ocHoBe NiAl, cocTaBisiia
9,2 I'Tla [43].

Pe3ynbrarel TpUOOJOTMYECKMX MCIBITAHUN TTOJ-
noxku u OWUJI-nmokpeiTuii (Kod3pGhULUEHT Tpe-
Hust (K;,) ¥ NpPUBENCHHBIH M3HOC) MPEICTABICHBI
B Tabj. 4. YCTaHOBJIEHO, YTO HEYNMPOYHEHHBbI 00pa-
3ell MMeeT MUHMMalIbHOe 3HaueHue K, = 0,34. I1pu-
MEHEHUeEe BJIEKTPOUCKPOBOUM 00pabOTKU CIIOCOOCTBY-

et ero yBenudeHuio: tak, y OWJI-nokperruit K, =
=0,36+0,49.

MuHuManbHbI KO3GMDOULIUEHT TPEeHUS, PaBHBIA
0,36, 3adukcupoBaH AJg obpasua 4. Y MOKpeITUS 2,
HAHECEHHOTO B BBICOKOYHEPIEeTHMUYECKOM pEXMNMeE, B
Havajse ucnbiTaHui (o 5500 uumkoB) HaOmomanCs
HU3KU# K, ~ 0,33, a K KoH1y ucnbitanuit (7000 unk-
JIoB) 3a(hMKCHpOBaHO ero yBeandeHue no 0,49. ITo-Bu-
IMMOMY, B IIpoliecce 9KCIIepUMEHTa TBePAbIe TPOTYK-
ThI UI3HOCA, HAXOMASIIIIMECS HA MIOBEPXHOCTH NOPOXKKH,
MOTYT TIONTaaTh B 30HY TPEHUSI, TEM CaMBIM CITOCO0-
CTBYSI POCTY 3TOro nokaszates [44].

IMokpriTHe, chopmMupoBaHHOE 3meKTpoaoM X TH-61
Ha XapoIIpOYHOM HUKelaeBoM cmjaBe JII718 (F =
= 0,3 Ox, f= 1000 I'u, T = 50 MKc), XapakTepu30Ba-
aoch K, = 0,18. Takoe HU3KOE 3HaYeHME ObLIO O0Y-
CJIOBJICHO MOJIMPOBKOI MOBEPXHOCTHOTrO cJios [17].

BbIgBJIEHO, 4YTO HEyNpOYHEHHBI o0pa3en u3
Ni-coaepxalero criiaBa (Tabi. 4) xapakTepusyeTcs
MaKCUMaJbHON BEIMYMHOW IIPMBEICHHOTO HM3HOCA
(T.e. MUHUMAaJbHON M3HOCOCTOMKOCTBIO). DJIEKTPO-
HUCKpOBasi 00paboTKa 3JEKTPOAOM U3 LUPKOHUS CIIO-
COOCTBYET CHUXCHUIO BEIUIMHBI IIPUBEICHHOIO M3-
HOCa, TIPY 3TOM JIYUIIIUE Pe3yJIbTaThl TOCTUTAIOTCS B
cliydae ToKphITus I.

[Mocne TpMOOIOTMYECKUX UCIIBITAHUI Ha TTOBEPX-
HOCTU JOPOXKH HEYNMPOYHEHHOro obpasiia Habjro-
JNaquch TPEIIMHBI, TTOSBJIEHUE KOTOPBIX, BO3MOXHO,
CBSI3aHO C BOSBHUKHOBEHHEM B HEM CIIBUTOBBIX HATIPSI-
XKEeHUI moj AeficTBUEeM Harpy3ku. Y o0pasloB C Mo-
KpbITUSIMU 1, 2, 3 1 5 ycTaHOBJIEH YaCTUYHBIN U3HOC.
Ha mHe mopoxXeK maHHBIX IIOKPBITUI OBLIO BBISIBJICHO
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Tabnuua 4. PesynbTatbl TPU601I0rMYECKUX UCNIbITAHMIA NOANoXku U AUJ1-nokpbITHiA
Table 4. Tribology test results for the substrate and ESD coatings

e leilgf;;[em{;ﬂﬁ I/.IBHOC, KTp
mm™/(Hm) HauanbHblii | MakcUMasIbHBIA CpenHuii KoHeuHblit
IMomnoxka 142,0 0,02 0,37 0,30 0,34
1 7,0 0,22 0,49 0,44 0,44
2 12,5 0,26 0,50 0,30 0,49
3 18,4 0,65 0,44 0,38 0,41
4 44 4" 0,06 0,45 0,38 0,36
5 14,6 0,11 0,46 0,39 0,42
* [TomHoe UCTUPAHUEC MMOKPLITHUA.
HaJlnyue LUPKOHU, IIPU ITOM €ro coaepXaHue Ha Am/S, oM
MOBEPXHOCTHU 00Pa3I[0B 3aMETHO BHIIIIE.
B mokpeiTnu 4, cdhopMHUpOBaHHOM Ha BBICOKOYA- 500
CTOTHOM pexrme o0opadoTku (15000 I'u), ¢ MUHUMAITb-
HbIM 3HaueHueM K, = 0,36 u MakCUMalbHBIM TpHU- ’
BEJCHHBIM M3HOCOM Ha yposHe 44,4107 mm3/(H'm) 4004
MPUCYTCTBUS IIUPKOHMS Ha JHE JOPOXKHU M3HOCA HE
3a(bMKCUPOBAHO, YTO CBUACTEIBCTBYET O €T0 MOJTHOM ’
NCTUPAaHUU. 300
3aBUCMMOCTb BECOBOIO TIIOKa3aTesisl OKMCICHUS
(Am/S) ot BpeMeHu mis1 DUJI-TIOKPHITUIT U HEYTIPOY- ’
HEHHO MOIJIOKKY IPUBEICHBI Ha puc. 4. YcTaHOBJIC- 200
HO, YTO OKHCJICHHWE TPOTEeKaeT 1o MapaboJuvecKoMy i -0- Mommoxka
3aKOHY, a POCT OKCUIHOTO CJIOS TUMUTUPYETCS AU Py- ol
31el Yepe3 HeTro Kucaoponaa. MakcuMarbHast CKOPOCTh 1004 2
OKWCJICHUS TIOKPBITUI HAOII0AAETCS B MepBble MUHY- _i j
ThI 9KCIIEPUMEHTA, a IocJie 00pa30BaHUSsI Ha IOBEPXHO- A5
CTH 00pa3II0B OKMCICHHOTO CJIOSI OHA CHIXKACTCHL. . . . . .
W3 puc. 4 BugHo, uto mnokpeitne 3 (Am/S = 0 5 10 15 20 25 T, 4
= 527,62 F/Mz) U HEYNpPOYHEHHBbIN obpasel (Am/S =
= 520,68 F/Mz) ABIISTIOTCS HaUMeHee KapOCTOMKUMU, 823:;1)1 VpapHesiite perpecci )1osepu:;ix;z:fnu;oaﬁinuuem
a6nylmm;l pe3ynbTat (Am/S = 434,90 F/M2) nokasall Homroxca  Am/S— 9739703 0.9952
obpaselr 1
Takum o6pa3om, HaHeceHre DU JI-TTOKpBITHI CITO- ! A/ = 80,9202 0.9992
COOCTBYET CHMKEHMIO BECOBOTI'O TOKA3aTessl OKMC- ? Am/S = 86,7617 0.9987
neHust Ha 10—20 %. ToBbllIEHKME XAPOCTOMKOCTH, I Am/S = 95,631¢2 0,9979
[O-BUIMMOMY, CBA3aHO KaK C YMEHBIIEHUEM MTOBEPX- 4 Am/§ = 93,6487 09968
HoCTHHIX AedekroB CJIC-cmnaBa, Tak U ¢ obpa3oBa- S Am/S = 94,5977 0.9934

HueM 0oJjiee XKapoCTONKOro MOBEPXHOCTHOI'O CJIOS.

B ta6n. 5 mpencrasiied (pa3oBbBIil COCTaB MOAJIOX-
Kk 1 DUJI-MOKPHITUI MOCTe AIUTENbHOIo (CymMmmMmap-
Has BblaepkKa 30 4) BEICOKOTEMIIEpaTypHOTIO BO3Ei-
CTBHS. YCTAaHOBJICHO, UTO B HEYIIPOYHEHHOM O0pa3iie
HaGmogaroTcs caenyromue das3nl: NiAl (45 %), nBoii-
Hoil okeuna (ALCr),0; (46 %), a Takxe cieasl HfO,
4 %) n NiCrO5; (5 %).

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

Puc. 4. 3aBucMMOCTH BECOBOTO ITOKa3aTes

OKUCJICHU S TTOAJIOKKHM (LITPUXOBASI IMHUS)

Y MOKPHITUH (CIIOLIHBIE KPYBbIE) OT BpEMEHU

Ludpsl y KpUBBIX COOTBETCTBYIOT HOMEPaM 00pa3LioB MOKPHITUI
(pexxumam)

Fig. 4. Oxidation weight indicator of the substrate (dashed
line) and coatings (solid curves) as a function of time
Curve numbers correspond to the numbers of coating samples (modes)
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Tabnuua 5. da30Bblit cocTae nognoxkn u ANJ1-nokpbiTUiA Noce OTXUra
Table 5. Phase composition of the substrate and ESD coatings after annealing

Oopaszen Tun CTpyKTypHBIit 06. mos, Mac. nons, Ilepuonapl pemieTku, HM
(pexum) Paza PpELETKI THUTI % % Vron pemerku B, rpam
NiAl B2 cP2/1 39 45 a=0,2873
HfO, C43 mP12/3 2 4 —
[Momtoxka  (Al,Cr),04 D5.1 hR10/1 54 46 a=0,476
c=1,3025
NiCrO; D51 hR10/1 5 5 -
Zr0O, Cc43 mP12/3 6 7 -
Ni Al B2 cP2/1 32 35 a=0,2869
(ALCr),04 D51 hR10/1 35 29 a=0,4766
i c=1,3016
NiCrO, D51 hR10/1 5 5 -
Zr0, C1 cF12/1 2 2 a=5,136
Co30,4 cF56/3 20 22 a=0,8120
Zr0, c43 mP12/3 26 28 a=0,5150
b=10,5199
c=0,5327
B =99,09°
NiAl B2 cP2/1 19 22 a=0,2869
2 (Al1,Cr),04 D51 hR10/1 39 32 a=0,4771
c=1,3030
NiCrO; D51 hR10/1 4 4 -
Zr0, C1 cF12/1 1 1 a=0,5127
Co304 cF56/3 11 13 a=0,8120
Zr0, Cc43 mP12/3 12 13 a=0,5155
b=10,5175
c=0,5329
B=99,10°
3 NiAl B2 cP2/1 23 26 a=0,2870
(Al1,Cr),05 D51 hR10/1 44 37 a=0,477
c=1,3028
NiCrO, D51 hR10/1 4 5 -
Co304 cF56/3 17 19 a=0,8125
Zr0, Cc43 mP12/3 14 15 a=0,5146
b=0,5188
c=0,5322
B=99,16°
Ni Al B2 cP2/1 26 28 a=0,2870
4 (Al1,Cr),05 Ds5.1 hR10/1 38 32 a=0,4770
c=1,3023
NiCrO, D51 hR10/1 5 5 -
ZrO, C1 cF12/1 1/1 1 a=0,5132
Co304 cF56/3 16 19 a=0,8114
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Tabnuua 5. ®a30Bbiit cocTae nognoxku u ANJ1-nokpbiTHiA Nocne oTXuUra (OKOHYaHue)
Table 5. Phase composition of the substrate and ESD coatings after annealing (the ending)

Ob6pazert Tun CTpyKTypHBIit 06. moss, Mac. nons, [lepuoael peiieTku, HM
(pexxum) R peIIeTKI TUT % % Yroun pemerku 3, rpan
ZrO, C43 mP12/3 16 17 a=0,5147
b=0,5195
c¢=0,5331
B=99,19°
Ni Al B2 cP2/1 27/31 31 a=0,2871
3 (AL,Cr),05 D5.1 hR10/1 40 33 a=0,4772
c=1,3025
NiCrO; D5.1 hR10/1 5 5 —
710, C1 cF12/1 1 1 a=0,5148
Co;04 cF56/3 11 13 a=0,8126
a 6 8 e
(0] Al Ni

Puc. 5. PODM-u3obpakeHue rnorepeuHoro luirda odpasiia 6e3 MoKpeITUS MOC/e OTXKUTA (@) ¥ KapTa pacnpeneaeH s
3JIeMeHTOB B okucjaeHHOM cioe O (6), Al (6) 1 Ni (e)

Fig. 5. SEM image of uncoated sample cross-section after annealing (@) and map of O (6), Al () and Ni (e) distribution
in the oxidized layer

(0] Zr Al Ni

Puc. 6. PODM-u3o0paxeHue rnornepevHoro nuinda nmokpeiTus 4 rnocjie oTxkura c ykazanueM oosnacreit MPCA (a)
¥ KapTa pacIipeaeeHus 2JIEeMEHTOB B oKUcaeHHoM ciioe O (6), Zr (6), Al (e), Ni (d)

Ha BcTaBKe npuBeeHbl KOHLIEHTPALIMHI 3JIEMEHTOB (Mac.%) B yKa3aHHbBIX 00JIaCTsIX

Fig. 6. SEM image of coating 4 cross-section after annealing with indicated EPMA areas (a) and map of O (), Zr (8),
Al (e), Ni (9) distribution in the oxidized layer

The insert indicates concentrations of elements (wt.%) in the indicated areas
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Bo Bcex oOpasiax ¢ NOKpLITUSIMU BhIsIBJIeHBI NiAl,
OKCHIIBI 3JIEMEHTOB, BXOISIIMX B COCTaB IOMJIOXKU:
(A1,Cr),03, Co304, NiCrOj; (ciensl), a TAKXe JUOKCU]L
uupKoHUs (ZrO,), KOTOPBIA IPUCYTCTBYET B IBYX MO-
InGUKaALMAX: C MOHOKJIMHHON pelreTkoi (type C43)
B KonmuecTBe oT 7 1o 28 % u ¢ ['LIK-pemrerkoii (type
C1) — e 6onee 2 %.

Hanuuyue B mokpweiTusax okcupos (AlCr),0; u
ZrO, sBisieTcs MO3UTUBHBIM MOMEHTOM. M3BECTHO,
4YTO TOHKOe MOKpbITUE (Al,Cr),03/Z1r0,, cuHTE3UpO-
BaHHOE METOIOM IYTOBOTrO MOHHOI'O HAITbIJICHUS Ha
cyIepcIliaBe Ha OCHOBE HHMKeJIsI, 00J1a0aI0 BEICOKOU
CTOMKOCTBIO K okuciaeHuto npu ¢ = 1200 °C u xopoiuei
Tepmousonsuueii. [lpu TtemmnepaType oKpyxkalouiei
cpensr 1100 °C remmepaTypa IMOIJIOXKYM CHUKAJIach Ha
6osee yeMm 40 °C [45].

Ha puc. 5 npeacraBiaeHbl n300pakeHue Mmomnepey-
HOTo IIanda MOMJIOKKHU ITOCIe IIUTSIBHOTO OTXKUTA
U KapTa pacnpeneseHus saeMeHToB (O, Al, Ni). Bua-
HO, YTO B p€3yJIbTaTe BBICOKOTEMIIEPATYPHOT'O OTXKHUTA
Ha TOBEPXHOCTU TMOIJIOXKHU C(POpMHUpOBAJICSI OKHC-
JICHHBII cioil TonmuHoi 30 MKM, B KOTOPOM HUKEJIb
MPaKTUUYECKU OTCYTCTBYET.

H3o6paxkenne nuinda NOKpPHITUS 4 TTOC/Ie OTXKHUTA
U KapTa pacrpenesieHus anemeHToB (O, Zr, Al, Ni) B
OKHCJIEHHOM CJIO€ IpMBeIAeHbI Ha puc. 6. BrisiBiaeHO,
YTO B ITOBEPXHOCTHOM cjioe (00j. /) IPHUCYTCTBYIOT
MPEUMYIIECTBEHHO HMPKOHUM U KUCJIOPOJ, B IPOMe-
XKYTOYHOM (00J1. 2) — KMUCJIOPO, a TaKKe 3JIEeMEHTHI,
Bxomsmue B Mateprual moaiaoxku (Al, Ni, Cr, Co) u
ajiekTpona (Zr), B HUXXHeM ciioe (00J1. 3) oOHapyKeHbI
0O, Al, Cr u He3HaunTeabHOE KOan4ecTBO (< 1%) Ni n
Zr. CymMapHasi TOJIIMHA OKCUTHBIX CJIOEB HE MTPEBbI-
maet 9 MKM.

Takum oOpa3zoMm, mocje IJIUTEJIbHOTO BBICOKO-
TeMIIepaTypHOTO OTXura Habaogaercsas auddysus
3JIEMEHTOB B TOBEPXHOCTHOM cJjioe. BepxHuii cioit —
Zr-comepxXaliuii; HMXHUN, TpaHUYALIMi C TOMd-
JIOXXKOM, — Ha OCHOBE OKCHIOB aJTIOMUHUS U XPOMa;
CpeIHUII — B KOTOPOM IOMUMO OKCHAA aTIOMMHUS
MPUCYTCTBYIOT OKCUIBI XpoMa, HUKEJs U rachHUs.
1St BCceX TIOKPBITUI CyMMapHast TOJAIIMNHA OKCUTHBIX
clioeB He mpeBbilaeT 10 MKM, 4TO B 3 pa3a MeHble,
yeM B 00pa3lie 6e3 MOKPbITUSI.

BoiBOAbI

1. U3yyeHsl  ocobeHHOCTH  (GOPMUPOBAHUS
SIIEKTPOMCKPOBBIX TOKPHITHM Ha Ni-comepxalieM
CJIC-crninaBe ¢ UCIOJIb30BaHUEM 3JIEKTPOIOB U3 LIUP-
KoHus. IIpu oOpaboTKe Ha BBICOKOIHEPreTUYECKUX

pexumax (2.E = 5197+17212 JIxx) HaGaiomaics ycToi-
YUBBIM TPUBEC KaToAa, a Ha HU3KOIHEPreTUYeCKUX
(CE = 1459+2915 JIxx) oH pOMCXOAUJ B HauaJbHbIE
1—4 MuH 006pabOTKU, U C YBEJIUUYECHNEM BpEMEHU Ha-
Ostonasach yobLIb MacChl KaToa.

2. OnpeneneHsl mapameTps rpoiecca SUJI: aHep-
TUs €NWHUYHOTO WMMITYJIbCHOIO pa3psjaa, Kojauye-
CTBO UMITYJIbCOB, a TaKXe CyMMapHasi dHeprusi uM-
MYJbCHBIX Pa3psaoB 3a | MUH 00pabOTKU I BCEX
MpUMEHsIeMbIX peXUMOB. [lojy4eHHBIE TTOKPBITUS
tomuuHoi 15—30 MKM U crutoniHocThio 10 100 %
obecneunBalOT cHUXeHMne mepoxoBatoctu CJIC-006-
pasuos (napametp R,) B 1,3—2,8 pa3za.

3. YcraHoBieHo obpa3oBaHue B DUJI-MOKpBITUAX
xapocToiikux (a3 Ha ocHoBe LUPKOHUS (ZrNi,Al,
ZrNi, ZrCr,), aTakxe okenaoB (Zr;NiO(x), Zr(O,N)) B pe-
3yJIbTaTe B3aMMOAEUCTBUSI LIMPKOHUSI C PACTBOPEHHBIM
KuciopomaoM, mpucytcrBytoninm B CJIC-obpasmax.

4. DUJI-OKPHITHST XapaKTEPU3YIOTCSI TBEPAOCTHIO
9,0—12,5 I'lla u monynem yrpyroctu 122—145 I'Tla.
I[IpuMmeHeHUe 3JeKTPOUCKPOBOM 00pabOTKM CIIOCO0-
CTBYeT mnoBbllIeHUIo XxapakTepucTuk CJIC criiaBa: TBep-
noctu B 1,3—1,8 pa3a, usHococtoiikoctu B 7,5—20 pa3s,
xapoctoiikoctn Ha 10—20 %. Ilo coBOKymIHOCTH
CBOMCTB JIYUIIUM SIBJISIETCSI MOKPBITUE, TOJYYEHHOE
Ha HU3KO3HEPreTUYECKOM pexxume ripu 2. E = 2915 JIx.
Paboma sevinoanena npu gunarcogoii nodoepicke

Munucmepcmea Hayku u evicuieeo o0pazosarus PO
6 pamkax eocyoapcmeennoeo 3adanus (npoexm 0718-2020-0034).

Acknowledgments: The research was funded by the Ministry
of Science and Higher Education of the Russian Federation
as part of the State assignment (Project 0718-2020-0034).

Jiutepartypa/References

1. Kabnosé E.H. Ctpaternyeckue HampaBJICHUS pa3BUTHUS

MaTrepuajioB W TEXHOJOTWI WX IepepadoTKU Ha Tie-
puon no 2030 rona. Asuauuontvie Mamepuanbl U MexHoAO-
euu. 2012. No. S. C. 7—17.
Kablov E.N. Strategical areas of developing materials and
their processing technologies for the period up to 2030.
Aviatsionnye materialy i tekhnologii. 2012. No. S. P. 7—17
(In Russ.).

2. Jloeynos A.B., bepcenes A.I, Jloeauésa A.U. T1poGiemMbl 1
MEePCIEeKTUBL TPUMEHEHNU S METAJUTYPTUU TPaHyJl s
pPakKeTHO-KOCMUYECKON TexXHUKU. Jeueamenv. 2008.

No. 2. C. 8—11.

Logunov A.V.,, Bersenyev A.G., Logacheva A.l. Problems and

prospects of application of metallurgy of pellets for rocket

and space technology. Dvigatel’. 2008. No. 2. P. 8—11

(In Russ.).

74 lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional'nye Pokrytiya = 2022 = Vol. 16 = N3



MHTBpM&'ﬂbI W NOKPBITUA, 10J71y4aeMble METO[amMu aAANTHBHbIX TEXHOI0M

Kaplanskii Yu.Yu., Zaitsev A.A., Levashov E.A., Loginov P.A.,
Sentyurina Zh.A. NiAl based alloy produced by HIP and
SLM of pre-alloyed spherical powders. Evolution of the
structure and mechanical behavior at high temperatures.
Mater. Sci. Eng. A. 2018. Vol. 717. P. 48—59. DOI:
10.1016/j.msea.2018.01.057.

Carter L.N., Martin Ch., Withers Ph. J., Attallah M.M.
The influence of the laser scan strategy on grain structure
and cracking behaviour in SLM powder-bed fabricated
nickel superalloy. J. Alloys Compd. 2014. Vol. 615. P. 338—
347. DOI: 10.1016/j.jallcom.2014.06.172.

Ocnennuxosa O.I. CtpaTerusi pa3BUTHS XapOIPOYHBIX
CILIaBOB U CTaJjIeil CriellMabHOrO Ha3HauYeHMsI, 3aIUT-
HBIX ¥ TeTJI03aIIUTHBIX TOKPBITUN. AguayuorHble Mame-
puanst u mexronoeuu. 2012. No. S. C. 19—36.

Ospennikova 0.G. Development strategics of high-tem-
perature alloys and special steels, protective and thermo-
protective coatings. Aviatsionnye materialy i tekhnologii.
2012. No. S. P. 19—36 (In Russ.).

ITloxaad B.A., llxpemos I0.1Il., Abpaumosé H.B. Tlokpbi-
TUS JUIS 3alllUThI OT BBICOKOTEMITEpAaTYpPHOU Ta30Boit
Koppo3uu Jionatok poropa Typounbl I'TI. Jeueamens.
2010. No. 4 (70). C. 2—4.

Poklad V.A., Shkretov Yu.P., Abraimov N.V. Coatings for
protection against high-temperature gas corrosion of
turbine turbine rotor blades. Dvigatel’. 2010. No. 4 (70).
P. 2—4 (In Russ.).

Xokune M., Bacaumacpu B., Cudku II. MeTtannnyeckue
1 KepaMuuyeckue nokpbiTus: [lomyyeHue, cBoiiCcTBa U
npuMeHeHue. M.: Mup, 2000.

Khocking M., Vasantasri V., Sidki P. Metallic and ceramic
coatings: Production, properties
Moscow: Mir, 2000 (In Russ.).
Tlooduepnsesa U.A., [lanacrox A. 1., Tenaenko M. A., Illo-
doavckuil B.M. 3aliMTHBIE TIOKPHITUS Ha XapOIPOYHBIX

and applications.

HUKeJIeBbIX criiaBax (0030p). Ilopowkosas memannypeus.
2000. No. 9/10. C. 12—27.

Podchernyaeva I.A., Panasyuk A.D., Teplenko M.A., Po-
dol’skii V.I. Protective coatings on heat-resistant nickel
alloys (Review). Powder Metal. Met. Ceram. 2000. Vol. 39.
No. 9-10. P. 434—444.

Mameees I1.B., Byounosckuii C.A., Mybosioncsn C.A., Kocb-
mun A.A. 3alluTHBIE XapOCTOMKME MOKPBITUS s
CILIABOB Ha OCHOBE MHTEPMETAJIMIOB HUKENIsS. Asu-
ayuonuvie mamepuanv u mexronoeuu. 2013. No. 2 (27).
C. 12—15.

Matveev PV, Budinovsky S.A., Muboyajyan S.A., Kos-
min A.A. Protective heat-resistant coatings for nickel
intermetallic alloys. Aviatsionnye materialy i tekhnologii.
2013. No. 2 (27). P. 12—15 (In Russ.).

10. Yybapos /.A., Byounosckuit C.A., Cmupnoe A.A. MarHeT-

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

11.

12.

13.

14.

15.

16.

POHHBII CITOCOO HAHECEHUST KepaMUUECKUX CIIOEB Te-
TUTO3AIIUTHBIX TOKPBITUIA. ABuayuoHHble mamepuansl u
mexnonoeuu. 2016. No. 4 (45). C. 23—30.

Chubarov D.A., Budinovsky S.A., Smirnov A.A. Magnet-
ron method of applying ceramic layers of heat-protec-
tive coatings. Aviatsionnye materialy i tekhnologii. 2016.
No. 4 (45). P. 23—30 (In Russ.).

byounosckuii C.A., Yyb6apos /. A., Mamesees I1.B. CoBpe-
MEHHBIE CITOCOOBI HAHECEHM ST TeTIJI03aI M THBIX ITOKPhI-
TUH Ha JIONATKU ra30TypOMHHBIX ABUTaTeleil (0030p).
Asuayuonnvie mamepuanvl u mexuonoeuu. 2014. No. S5.
C. 38—44.

Budinovsky S.A., Chubarov D.A., Matveev P.V. Modern
methods of applying heat-protective coatings to the blades
of gas turbine engines (review). Aviatsionnye materialy i
tekhnologii. 2014. No. S5. P. 38—44 (In Russ.).

Abpaumos H.B., Eaucees 10.C., Kpvimose B.B. ABuaiiuoHHoe
MaTepuaioBeJeHNe U TEXHOJOTHUS 00pabOTKM MeTas-
J0B Yueb. rocobue A aBuall. By30B. M.: Beicul. 1IK.,
1998.

Abraimov N.V., Eliseev Yu.S., Krymov V.V. Aviation mate-
rials science and metal processing technology: Text-
book. Moscow: Vysshaya shkola, 1998.

bandaes J1.X., bardaes C.JI., Mazuaun HU.B., Axmemeapee-
6a A.M. TlpuMeHeHUe TepMOOapbePHBIX MOKPBITUN 115
JIONMATOK COBPEMEHHBIX Ta30TypPOMHHBIX YCTAHOBOK Ha
npumepe I'TI-110M. Hadexcnocms u 6e3onactocms 3Hep-
eemuku. 2016. No. 2 (33). C. 70—72.

Baldaev L.H., Baldaev S.L., Mazilin LV, Akhmetgaree-
va A.M. Application of thermal barrier coatings for the
blades of modern gas turbine units on the example of
GTD-110M. Nadezhnost’ i bezopasnost’ energetiki. 2016.
No. 2 (33). P. 70—72 (In Russ.).

Jenucosa B.C., Conosvésa I. A., Opaosa JLA. CuHTE3 pe-
CYPCHBIX XapOCTOMKHUX 3MaJIEBBIX MOKPBITUN Ha OC-
HOBe CTEKOJ 0apuilaIfoMOCUTIUKATHON CUCTEMBI IJIst
HUKEJIEBBIX CIJIABOB. Ycnexu 6 Xumuu u Xumu4eckol mex-
Honoeuu. 2014. T. 28. No. 8 (157). C. 39—42.

Denisova V.S., Solovieva G.A., Orlova L.A. Synthesis of
resource heat-resistant enamel coatings based on glasses
of the barium aluminum silicate system for nickel alloys.
Uspekhi v khimii i khimicheskoy tekhnologii. 2014. Vol. 28.
No. 8 (157). P. 39—42 (In Russ.).

Wang Mao-cai, Wang Wei-fu, Xie Yu-jiang, Zhang Jie.
Electro-spark epitaxial deposition of NiCoCrAlYTa
alloy on directionally solidified nickel-based superalloy.
Trans. Nonferrous Met. Soc. China. 2010. Vol. 20. Issue 5.
P. 795—802.

FEnrique P. D., Marzbanrad E., Mahmoodkhani Y., Jiao Z.,
Toyserkani E., Zhou N. Surface modification of binder-

jet additive manufactured Inconel 625 via electro-

73



W3Bectus By308. [TopoiukoBas MeTanyprus v QyHKUNOHabHbIE MOKPbiTS = 2022 - T. 16 - N2 3

17.

19.

20.

21.

22.

23.

spark deposition. Surf. Coat. Technol. 2019. Vol. 362.
P. 141—149.

Jlesawos E.A. Kyopswoe A.E., 3amyraesa E.U., [loco-
acee F0.C., Canun B.H., Anopees JI.E., FOxeuod B.U. OcobeH-
HOCTH (DOPMUPOBaAHUS, CTPYKTypa, COCTAaB U CBOMCTBa
BJIEKTPOUCKPOBBIX TMOKPBITUI Ha HHMKEJICBOM CILIaBe
KC6Y npu ucnonbzoBanuu criaaBa XTH-61 CBC-1I.
Hzeecmus ey306. [lopowkosas memannypeus u @yHKuuo-
nanavhole nokpsimus. 2009. No. 2. C. 33—38.

Levashov E.A., Kudryashov A.E., Zamulaeva FE.I, Pogo-
zhev Y.S., Andreev D.E., Yukhvid VI, Sanin V.N. Fea-
tures of formation and the structure, composition, and
properties of electrospark coatings on the ZhS6U nickel
alloy with the use of the KhTN-61 SHS-Ts alloy. Russ. J.
Non-ferr. Met. 2009. Vol. 50. No. 5. P. 534—539.

. Kudryashov A.E., Potanin A.Y., Lebedev D.N., Sukhoruko-

va LV, Shtansky D.V., Levashov E.A. Structure and
properties of Cr—Al—Si—B coatings produced by pulsed
electrospark deposition on a nickel alloy. Surf. Coat.
Technol. 2016. Vol. 285. P. 278—288.

Kudryashov A.E., Lebedev D.N., Potanin A.Y., Levashov E.A.
Structure and properties of coatings produced by pul-
sed electrospark deposition on nickel alloy using Mo—
Si—B electrodes. Surf. Coat. Technol. 2018. Vol. 335.
P. 104—117.

Kudryashov A.E., Kiryukhantsev-Korneev Ph.V., Petr-
zhik M.I, Levashov E.A. Application of Zr—Si—B elect-
rodes for electrospark alloying of Inconel 718 in vacuum,
argon and air environment. CIS Iron Steel Rev. 2019.
Vol. 18. P. 46—51.

Husupko ID.U., Jleicenko H.A., Knouuxun B.I, Kema-
urok I1./]. JlerupoBaHve u Monu(pUIIMPOBaHNE HUKEIIE-
BBbIX CIJIaBOB LMPKOHUEM. Hogi mamepiaau i mexnonoeii 6
memanypeii ma mawuno6ydysanni. 2007. No. 2. C. 22—29.
Tsyvirko E.I, Lysenko N.A., Klochikhin V.G., Zhema-
nyuk P.D. Alloying and modification of zirconium
nickel alloys. Novyye materialy i tekhnologii v metallurgii i
mashinostroyenii. 2007. No. 2. P. 22—29 (In Russ.).
bazvinesa O.A., Apeunbaesa I.I., Jlyukas C.A. MeTtonbl
MOBBILIEHUSI KOPPO3MOHHOW CTOMKOCTH >Kaponpou-
HBIX HUKEJIEBBIX CIJIaBOB (0030p). Tpyosr BUAM. 2018.
No. 4 (64). C. 3—S8.

Bazyleva O.A., Arginbaeva E.G., Lutskaya S.A. Ways of
increasing corrosion resistance of superalloys (Review).
Trudy VIAM. 2018. No. 4 (64). P. 3—8 (In Russ.).
Bepxomypoe A.Jl., Iopouenxo II.C., Kouesyos JI.A., Ila-
Hun E.C., [lomanosa H.M. TemmepaTypHOe OKHCICHME
BOJIb(PAMOKOOAIBTOBBIX TBEPABIX CILJIABOB. [lepcnek-
musenvie mamepuanst. 2008. No. 2. C. 68—75.

Verkhoturov A.D., Gordiyenko P.S., Konevtsov L.A., Panin E.S.,
Potapova N.M. Temperature oxidation of tungsten-

24.

25.

26.

27.

28.

29.

30.

31.

cobalt hard alloys. Perspektivnye materialy. 2008. No. 2.
P. 68—75 (In Russ.).

Bocmpuxos A.A., Bepxomypoe A./l., bypkoe A.A., Pwibas-
xun A.A., Konosanosa H.C. I1oBbIlIeHNE KapOCTOMKOCTH
W U3HOCOCTOWKOCTH BOJIb(paMCOIepKalnuX TBEPABIX
cnaaBoB MetogoM DOWJL. Yuenwvie 3anucku Komcomons-
ckoeo-Ha-Amype eoc. mexn. yu-ma. 2017. T. 1. No. 2 (30).
C.90—-99.

Vostrikov Ya.A., Verkhoturov A.D., Burkov A.A., Rybal-
kin A.A., Konovalova N.S. Increasing the heat resistance
and wear resistance of hard tungsten alloys by spark
alloying.
gosudarstvennogo tehnicheskogo universiteta. 2017. Vol. 1.
No. 2 (30). P. 90—99 (In Russ.).

Wang X-R., Wang Z.-Q., He P, Lin T-S. Shi Y.
Microstructure and wear properties of CuNiSiTiZr
high-entropy alloy coatings on TCI1 titanium alloy
produced by electrospark — computer numerical control
deposition process. Surf. Coat. Technol. 2015. Vol. 283.
P. 156—161. DOI: 10.1016/j.surfcoat.2015.10.013.

Hong X.,, Tan Y., Zhou C., Xu T.,, Zhang Z. Microstructure
and tribological properties of Zr-based amorphous-
nanocrystalline coatings deposited on the surface
oftitanium alloys by Electrospark Deposition. Appl.
Surf. Sci. 2015. Vol. 356. P. 1244—1251. DOI: 10.1016/j.
apsusc.2015.08.233.

Hong X.,, Tan Y, Wang X., Xu T, Gao L. Microstructure
and wear resistant performance of TiN/Zr-base amor-
phous-nanocrystalline composite coatings on titanium
alloy by electrospark deposition. Surf. Coat. Technol.
2016. Vol. 305. P. 67—75. DOI: 10.1016/j.surfcoat.
2016.07.077.

Cadney S., Brochu M. Formation of amorphous

Uchenye zapiski Komsomol’skogo-na-Amure

Zry; 5Tij38NijgCuyy sBeyy s coatings via the Electro-
Spark Deposition process. Intermetallics. 2008. Vol. 16.
P. 518—523. DOI: 10.1016/j.intermet.2007.12.013.
Kuptsov KA., Antonyuk M.N., Bondarev A.V., Shevey-
ko A.N., Shtansky D.V. Electrospark deposition of wear
and corrosion resistant Ta(Zr)C—(Fe,Mo,Ni) coatings
to protect stainless steel from tribocorrosion in seawater.
Wear. 2021. Vol. 486—487. Art. 204094. DOI: 10.1016/j.
wear.2021.204094.

Bepxomypoe A.JI., Ilooduepnsesa H.A., Ilpsoxo JI®D. Eeo-
poe D.D. DIeKTPOoLHbIE MaTePUAJIbI IJIsI 3JICKTPOUCKPO-
Boro serupoBanusi. M.: Hayka, 1988.

Verkhoturov A.D., Podchernyayeva I.A., Pryadko L.F,
FEegorov F.F. Electrode materials for electrospark
alloying. Moscow: Nauka, 1988 (In Russ.).

Huxonenko C.B., Bepxomypoeé A./l. HoBble 2/1eKTpOIHbBIE
Marepuajbl A DJEKTPOUMCKPOBOrO JIETMPOBAHUS.
BnamuBoctok: JanbHayka, 2005.

76

lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional'nye Pokrytiya = 2022 = Vol. 16 = N3



MHTBpM&'ﬂbI W NOKPBITUA, 10J71y4aeMble METO[amMu aAANTHBHbIX TEXHOI0M

32.

33.

34.

35.

36.

37.

Nikolenko S.V., Verkhoturov A.D. New electrode materials
for electrospark alloying. Vladivostok: Dalnauka, 2005
(In Russ.).

Dedocees M.E., Kowypo B.A., Aman A., Domun A.A. CTpyk-
Typa ¥ TBepaocTh cTaiu XI12M® mocie 371eKTpouc-
KpPOBOTO JIETUPOBAaHUSI LMPKOHWEM M ILIEMEHTALIUU B
rpacduToBoit macre. Becmnux Capamosckoeo eoc. mexH.
yu-ma. 2020. No. 2 (85). C. 85—90.

Fedoseev M.E., Koshuro V.A., Aman A., Fomin A.A. Struc-
ture and hardness of steel Khl12MF after electric
spark alloying with zirconium and cementation in
graphite paste. Vestnik Saratovskogo gosudarstvennogo
tekhnicheskogo universiteta. 2020. No. 2 (85). P. 85—90
(In Russ.).

Huxonenxo C.B., Bepxomypoe A.[l., Koeanrenxo C.B. Tlo-
BEpXHOCTHasi obpaboTka TuUTaHoBoro cmjaBa BT-20
3JICKTPOMCKPOBBIM JIeTUpPOBaHUEM. [lepcnekmueHole ma-
mepuanst. 2002. No. 3. C. 13—19.

Nikolenko S.V., Verkhoturov A.D., Kovalenko S.V. Surface
treatment of titanium alloy VT-20 by electrospark
alloying. Perspektivnyye materialy. 2002. No. 3. P. 13—19
(In Russ.).

Huxkonenko C.B., Pu X. DneKTpoaHble MaTepuaabl IJIs
3JIEKTPONCKPOBOTO JIETUPOBAHUSI C MUHEPATbHBIMU 1
camoduitocylomuMucs nobaskamu. Xabaposck: TOI'Y,
2015.

Nikolenko S.V,, Ri Kh. Electrode materials for electrospark
alloying with mineral and self-fluxing additives. Kha-
barovsk: TOGU, 2015 (In Russ.).

Zaitsev A.A., Sentyurina Zh.A, Levashov E.A., Pogozhev Y.S.,
Sanin V.N., Loginov P.A., Petrzhik, M.I. Structure and
properties of NiAl—Cr (Co, Hf) alloys prepared by
centrifugal SHS casting. Pt. 1. Room temperature
investigations. Mater. Sci. Eng. A. 2017. Vol. 690.
P. 463—472.

Topeaux C.C., Ckakos FO.A., Pacmopeyes JI.H. PentreHo-
rpadr4ecKUii U 3JJeKTPOHHO-ONTHUYECKU I aHaIu3. M.:
MUCucC, 1994.

Gorelik S.S., Skakov Yu.A., Rastorguev L.N. Radiogra-
phic and electron-optical analysis. Moscow: MISIS, 1994
(In Russ.).

Hlenexos E.B., Ceupudosa T.A. TIporpaMMBbI IJ1sI peHTTe-
HOBCKOTO aHaju3a nojukpucrajios. MuTOM. 2000.
No. 8. C. 16—109.

Shelekhov E.V.,, Sviridova T.A. Programs for X-ray ana-
lysis of polycrystals. Metal Science Heat Treatment. 2000.
Vol. 42. P. 309—313.

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N°3

38.

39.

40.

41.

42.

43.

44,

45.

Levashov E.A., Shtansky D.V., Kiryukhantsev-Korneev Ph.V.,
Petrzhik M.I, Tyurina M.Ya., Sheveyko A.N. Multi-
functional nanostructured coatings: Formation, struc-
ture, and the uniformity of measuring their mechanical
and tribological properties. Russ. Metallurgy (Metally).
Vol. 2010. No. 10. P. 917—935.

Boiimosuy PD., I[lyeau D.A. OKucjieHue TyTrOILIaBKHX
coenuHenuit: CripaBounuxk. [lox pen. I.B. CamcoHoBa.
Kues: Hayk. Jlymka. 1968.

Voitovich R.F, Pugach E.A. Oxidation of refractory
compounds: Handbook (Ed. G.V. Samsonov). Kiev:
Naukova Dumka. 1968 (In Russ.).

JurarpaMMbl COCTOSTHUSI IBOMHBIX METAJINYECKUX CU-
crem: CnpaBouHuk. [log o6ur. pea. H.II. JIskumesa.
T. 2. M.: MamuHoctpoeHue, 1997.

Diagrams of the state of double metal systems: Guide
(Ed. N.P. Lyakishev). Vol. 2. Moscow: Mashinostroyenie,
1997 (In Russ.).

JdurarpamMMbl COCTOSTHUSI IBOMHBIX METAJJIMYECKUX CU-
crem: CnpaBouHuk. [log o6ur. pen. H.II. JIskumesa.
T. 3. KH. 1. M.: MamuHocTpoeHue, 2001.

Diagrams of the state of double metal systems: Guide
(Ed. N.P. Lyakishev). Vol. 3. Book 1. Moscow: Mashino-
stroyenie, 2001 (In Russ.).

Jpuy M.E., Byobepe I.b. CBoiicTBa aneMeHTOB: Cripa-
BOUYHUK. M.: MeTannyprusi, 1985.

Drits M.E., Budberg P.B. Properties of elements’: Guide.
Moscow: Metallurgiya, 1985 (In Russ.).

Sheveyko A.N., Kuptsov K.A., Kiryukhantsev-Korneev Ph.V.,
Kaplansky Yu.Yu., Orekhov A.S., Levashov E.A. Protec-
tive coatings for LPBF Ni-based superalloys using a
combination of electrospark deposition and pulsed arc
evaporation methods. Appl. Surf. Sci. 2022. Vol. 581. Art.
152357. DOI: 10.1016/j.apsusc.2021.152357.
Kiryukhantsev-Korneev Ph.V., Sheveyko A.N., Shvindi-
na N.V, Levashov E.A., Shtansky D.V. Comparative study
of Ti—C—Ni—Al, Ti—C—Ni—Fe, and Ti—C—Ni—
Al/Ti—C—Ni—Fe coatings produced by magnetron
sputtering, electro-spark deposition, and a combined
two-step process. Ceram. Inter. 2018. Vol. 44. Iss. 7.
P. 7637—7646. https://www.sciencedirect.com/science/
article/pii/S0272884218302025.

Xian L., Zhao H., Xian G., Fan H., Xiong J. Oxidation
resistance and thermal insulation performance of thin
nano-multilayered (Al,Cr),03/ZrO, coating prepared
by arc ion plating technique. Mater. Lett. 2020. Vol. 281.
Art. 128649. DOI: 10.1016/j.matlet.2020.128649.

77



W3Bectus By308. [TopoiukoBas MeTanyprus v QyHKUNOHabHbIE MOKPbiTS = 2022 - T. 16 - N2 3

YAK 621.762
DOI dx.doi.org/10.17073/1997-308X-2022-3-78-87

00 onbiTe NpUMeHeHns TBepAbIX CNIaBOB B NPOU3BOACTBE
OypoBbix wWapoLeyHbix gonot B AO «Bonrabypmauu»

©2022r. A.A. Xapses'?, [i.A. 3axapos?

! Camapckuin rocynapCTBeHHbIA TexHuueckuin yameepeutet (Caml TY), r. Camapa, Poccus

2 AO «Bonrabypmalu», r. Camapa, Poccus

Cratbs noctynuna B pegakumio 29.03.2022 r., sopaborana 20.04.2022 r., nognucana B neyats 25.04.2022 r.
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CTOMMOCTW LLAPOLLIEYHOr 0 f,0J10Ta U YCKOPEHMUS MpoLLecca ero n3roToeneHns ans GyHKLMOHMPOBAHUSA NPeNPUATUS B YCII0BUAX
OCTPOW PbIHOYHOW KOHKYPEHLMM HA BHELUHEM U BHYTPEHHEM pbiHKax. CTaTbs NOCBSLWEHA aHann3y 1 NoapoO6HOMY CPaBHEHUIO
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About the experience of using hardmetals in the production of roller cone bits
at Volgaburmash JSC
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Abstract: Since 2017, Volgaburmash JSC (Samara, Russia) tested purchased 90%WC-10%Co carbide powder mixtures and
finished carbide drill bits from various manufacturers. The work was carried out in order to check the possibility of using purchased

products as raw materials at the plant to reduce the production cycle for the manufacture of carbide inserts for roller cone bits.
This intercommodity substitution (outsourcing) is carried out with the aim of potential cone bit cost reduction and production
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process acceleration so that the plant can operate in the heavily competitive environment of foreign and domestic markets. The
article focuses on the analysis and detailed comparison of the micro- and macrostructure, physical, mechanical, chemical and
processing properties of purchased hard-alloy mixtures and sintered inserts of various manufacturers including Volgaburmash
JSC. All properties of materials under study were determined in accordance with the VBM JSC company standard STP 582-17. Much
attention is paid to comparing crack resistance or Palmqvist fracture toughness values of the alloy and analysis of microstructure
images and fracture propagation pattern after using scanning electron microscopy tests. In addition, consideration is given to such
important hard alloy properties as hardness and transverse bending strength. Based on the results of the conducted research,
conclusions are presented on the expediency of using purchased hard-alloy materials at the Volgaburmash JSC metallurgical shop

in comparison with internally manufactured materials.

Keywords: roller cone bits, tungsten-cobalt granular mixtures, hard alloys, bitinserts, structure, mechanical properties, outsourcing.
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BeeneHue

BoibppaMokoOanbTOBbIE  CHEYEHHBIE TBEpAbIe
craBbl (WC—Co) ¢ BBICOKMMM MOKa3aTeasIMU TBEP-
IOCTH, TPOYHOCTH, TPEIIUHO- U M3HOCOCTONKOCTH
W POKO MCIOJIB3YIOTCS B Pa3IMUHBIX OTPACHISIX CO-
BpeMeHHOI NpoMblleHHOoCcTH [1—4]. [Tomumo Hau-
boJiee pacIpoCTpaHEHHOT'O IMPUMEHEHUST 3TUX MaTe-
pYaJIOB JUIST TIPOM3BOMICTBA PEXYIIETO U IITAMIIOBOTO
MHCTPYMEHTa Bce OoJblliee 3HAUCHUE TTPUoOpeTaeT ux
WCIIOJIb30BaHUE IJIST M3TOTOBJICHUSI OYPOBBIX IIApO-
IIEYHBIX JOJIOT, paboTaIONINX IPU BRICOKMX TeMIIepa-
Typax, B arpeCCUBHBIX cpefiax U B yciaoBusax KpaitHero
CeBepa 1 ApkTuku [5]. Beixon u3 cTpost 1oioTa Ha Oy-
POBOI1 YCTAHOBKE B CBSA3M C OBICTPHIM MU3HOCOM TBEp-
JOCILIAaBHOTO BOOPYXXEHUSI — BTO HauboJjiee yacTas
mpoo6srema. Eciti ripu paboTe M010Ta TEXHOJIOTUIECKHE
PEeXUMEI OypeHUsI He HapylIaJnch, HO MHCTPYMEHT
MpeXaeBPEMEHHO BBIIIIE U3 CTPOS IO MIPUYMHE U3J10-
Ma TBEPIOCIJIABHBIX 3yOKOB, TO 3TO MOXET OBITh BBI-
3BaHO HEMPaBUJILHO MTOJO0OPaHHBIM TBEPIBIM CILIABOM
WM HaJIMIueM JeEeKTOB ero CTPYKTYpHI [6].

Ha omHoM m3 kpynHeimux B Poccun npenmpusi-
THUI IO U3TOTOBJEHUIO OYpOBbIX N0J0T — AO «Bosra-
oypmamn» (r. Camapa), uMeeTcsl COOCTBEHHBIN MeTaJl-
JIyPTHYECKU 1IeX 10 ITPOM3BOACTBY TBEPAOCILIIABHOTO
BOOpPY:XKEHHUS. B yciaoBHAX OCTpoil PBIHOYHON KOH-
KYPEHILIMM B IIPOU3BOICTBE MOPOIOPa3pylIarIIero
WHCTPYMEHTAa He TOJILKO Ha BHEIIHEM, HO M Ha POC-
CHIICKOM PBIHKAX MOTPEOUTEIN TaHHOU MPOIYKIINH
MPEeabSBISIOT BBICOKME TpeOOBaHUS K €€ KauyeCTBY
IIPY TIPUEMIIEMOI CTOMMOCTH HMHCTPYMEHTA.
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OnHUM 13 HaIlpaBJIEHUIT BO3MOXHOTO CHUXEHUS
ce0ecTOMMOCTH 1APONIEYHOTO J0JIOTA U YCKOPEHU S
mpoiiecca ero WM3TOTOBJIEHUS SIBJISIETCSI MCIIOJIb30-
BaHMUE TOTOBBIX IOKYMHBIX MOJYy(haOpruKaTOB WU
KOMILIEKTYIOIIMX, TPEOYIOIIUX MUHUMAJIBHOTO KO-
JINYECTBA MPOU3BOJCTBEHHBIX orepainuii [4, 7]. [1po-
M3BOJCTBO CIIEUEHHBIX TBEPIBIX CIJIABOB XapaKTe-
pU3YyeTCs CIOXHOCTBIO TEXHOJIOTUYECKUX MPOLIECCOB
u 6onbmuM ducioMm (>20) omepanuii, KOTOpbIE TPY-
JOeMKHU U TpeOyloT JOPOroCTOSIIero 000pyaoBaHUS
[8—10].

B nanHoOIt paboTe pacCMOTpPEHBI CIEAYIONINE TTOJTY-
¢abpukaTsl U KOMIUIEKTYIOLIME OT Pa3IUYHBIX MTPO-
U3BOLUTEIIEH.

e [0TOBBIE TpaHYJIUPOBAHHBIE BOJb(DPAMOKO-
0aJbTOBBIE MOPOIIKOBbIE cMecu. MX nMcnonb3oBaHuUe
MO3BOJIUT TPOU3BOAUTH (HDOPMOBaHUE U3AEIUN Ha
mpeccax B MOJyaBTOMAaTUYECKOM PEXUME IJIST Jalib-
Hel1Iero criekaHusl B BaKyyMe, MUHYS Yy4acTOK CO0-
CTBEHHOTO MTPOU3BOICTBA CMECH.

e CrieueHHBIe TBepaocriaBHbie 3yoku. Mopma u
reoMeTpUYeCKUe MapaMeTpbl U3JEINs, 3aJ0KEHHbBIC
KOHCTPYKTOPaMU B JOJIOTO, 3apaHee COrIacyloTcs ¢
noctaBIMKOM. Takwue mnosypadpukaTbl MNO3BOJSIOT
MaKCUMaJbHO COKPAaTUTh PabOTy C TBEPAOCILJIAaBHBI-
MU U3ACIUSIMU, OCTABUB TOJBKO MEXaHOOOPabOTKY,
MUHYSI OTlepaluy M0 U3TOTOBJIIEHUIO cMecH, ee (op-
MOBaHMIO (ITPECCOBAHUIO) U CTIEKAHUIO B BAKYyyMe€.

Llexp nanHOI pabOTHI 3aKI0Yatach B MOAPOOHOM
WCCIIENOBAHUYM U CPaBHEHUUW COCTaBa, MUKPOCTPYK-

/9



W3Bectus By308. [TopoiukoBas MeTanyprus v QyHKUNOHabHbIE MOKPbiTS = 2022 - T. 16 - N2 3

TYpbl, (U3NKO-MEXaHMYECKUX U TEXHOJOTMUYECKMX
CBOWMCTB MOKYNHBIX TBepAocIaaBHbIX cMeceit WC—Co
U CTIEYEHHBIX 3YOKOB pPa3IMYHBIX MTPOU3BOJUTENEIH,
B ToM uuncie AO «Boaradypman», Mo MojJydyeHHbIM
pe3yJibTaTaM OLIEHUTh 1IeJIeCO00Pa3HOCTh UCTIOIb30-
BaHMS 3TUX MaTepUasioB B METAJIJTyprMYECKOM IIexe
AO «Bosradypmariirs.

Martepuanbl uccnepoBaHuin

B kauyecTBe 0OOBEKTOB MCCIeNOBAHUSI BbIOpaHBI
CIIeAyIOIINEe MaTepHaIbI.

1. 'panynupoBaHHbBIE BOJbGpaMOKOOaTbTOBbIE
MOpPOLIKOBBIE cMecHu (tabi. 1), comepxaiuue, mac.%:
90 WC u 10 = 0,2 Co; pa3mep 3epeH WC 1o 3 MKM;
miactTudukaTop Ha ocHoOBe mapaduHa. I'paHybI
TBEepPIOCIJIAaBHBIX CMeceil UMeIoT cpeprueckyio ¢op-
MY M UCIIOJIB3YIOTCS B OIEpalui IIpeCCOBAaHUS TBEP-
JIOCTIABHBIX KOMIUJIEKTYIOIIMX OYPOBBIX JOJOT (3y0-

Tabnuua 1. FpaHynupoBaHHble TBEPAOCMIaBHbIE CMECH
Table 1. Granular carbide mixtures

Ne ob6pasia cmecu ITpousBoautesnb
1.1 AO «Bonrabypmar», Poccus
1.2 IMocraBuuk 1, [epmanust
1.3 [MocTaBmuk 2, Kurait
14 IMocraBuuk 3, Poccust
15 TTocraBuuk 4, Poccus

Tabnuua 2. CneyeHHble TBepaoCnnaBHbie 3yOKu
Table 2. Sintered carbide inserts

Ne o6p. Co, mac.% IIpousBoauTeIb

2.1 6
2.2 10 AO «Bonradypmariir», Poccust
2.3 15
24 6
2.5 10 [MocTaBmuk 1, Poccus
2.6 13

10
2.7 ((DyHKHHOHaﬂbf{ " Mocrapummk 2, Tepmanus

rpagueHTHbII
cIuiaB)

2.8 10 TTocraBuuk 3, Kutait
2.9 6 IMocraBmuk 4, lBenus
2.10 10 [MocraBimuk 5, Tepmanus

KM, TUIPOMOHMTOPHBIE HAacalaKH, ISATHI U np.). Bce
cMecH OBIIM TIpOaHaJM3UPOBAHBI HAa COOTBETCTBUE
TpeboBanusgM craHmapta npeanpusatus CTII 582-17
AO «Bousirabypmariiis.

2. CrieyeHHBIE TBEPAOCIIaBHBIE 3yOKHM OT pa3HBIX
mpousBogmuTeneii, coorBercTBytomue CTII 582-17
(Tad. 2).

MeToauka nccnepoBaHumn

H3yyeHnue mopdosiornu u pa3MepoB YaCTUI] TBEP-
JIOCILIABHBIX CMECEH1 ¢ OmpeaeeHUEM IPaHyI0METPH-
YeCKOTo COCTaBa MOPOIIKa MPOBOAUIN Ha CKaAaHUPY-
IoIIeM 3JIeKTPOHHOM MUuKpockore (COM) Jeol JSM
6390A («JEOL Ltd.», AnoHus).

st TonydyeHUsT M HCCIedoBaHUS 00pa3loB
tBepabix cmjaaBoB (TC) cmpeccoBaHHBIE TBEPHO-
CILJIaBHbIE CMECH IOABEpraiu XuakodGasHOMY CIie-
KaHUIO B BakyyMe npu Temnepatype 1400 £ 30 °C
0 (opMUPOBAHUS KOHEYHOM CTpyKTyphl [11—13].
['paBUMETPUYECKUM METOAOM OIPEAEIsIN COHAEP-
xanug obmero (C,g,) u cBobogHoro (C.,) yrie-
pona B kapounax Bojbhpama mo 'OCT 25999-83
(ISO 3907:2009) [14]. (KoHLIEeHTpalKs OOIIEro yrie-
pona pus crmiaBoB WC—10%Co gojkHa COOTBET-
cTBOBaTh 5,48—5,56 Mmac.%, 4To siBIsAETCS (paKynbTa-
TUBHBIM 3HAaYEHUEM.)

ITnotHOoCTh 06pa3uoB TC onpeaensiiu TMAPOCTa-
TUYECKMM METOJOM Ha Tpex oOpaslax oT mapTUM 10
T'OCT 20018-74. Ko3pUMTUBHYIO CUJIYy OLIEHUBAJIU B
cootBetcTBUU ¢ ISO 3326:2013 (0Ha yMeHbIIaeTcsl C
YBEJIMUEHUEM cofepKaHus KobdanbTta [15]). TBepmocTh
CIIEYEHHBIX TBEPOBIX CILJIABOB ompeaensin mo Pok-
ey no FOCT 25172-82 (ISO 3878-83) npu Harpyske
Ha obpazen; 600 H [16]. OueHky mpenena MpoYHOCTH
IIpY IOMEPEYHOM HU3rude MPOM3BOAUIUA B COOTBET-
crBuu ¢ 'OCT 20019-74 (ISO 3327:2009). Ocrarou-
Hyl0 TopuctocTh TC u3Mepsiiu B COOTBETCTBUU C
9TaJOHHBIMHU LIKAJIaMH, 3aJI0XKEHHBIMK B CTAHAapTaX
T'OCT 9391-80 (ISO 4505-1978).

HccnenoBanume MukpocTpyktypel TC ocyluecT-
BJISUIM  MeTa/uiorpauyecKUM METOIOM COIJIACHO
ISO 4499:2020 ¢ ucrnoab3oBaHUEM ONTUYECKOTO MeTal-
norpapuyeckoro mukpockona Axiotech 100HD-3D
(«Carl Zeiss», Tepmanus) ¢ ysenuueHueM 10 1600* u
pacTBopa MypakamMu IJIST TpaBJICHHWS ITOBEPXHOCTH
[17]. ITpu 3TOM He gomycKaeTcsl HaJluyue CBOOOTHOTO
yriepona u M-das3bl (IBOHOIO Kapbuma Bojbppama
1 KODaJIbTa «KPYXKEeBHOM» M «03epPKOBOI» (PopM) IIIsT
BCEX MapoK crjIaBoB. OTKJOHEHUSI MUKPOCTPYKTYPbI
oueHnBanu B coorBeTcTBUM ¢ CTII 582-17.
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3HaYMTEeIbHOE BHUMaHME OBLIO YACICHO MCCie-
JOBAaHUIO TPEIIMHOCTOMKOCTH — CIOCOOHOCTHU Ma-
TepHuajla COIMPOTUBISTECI PACIpPOCTPAaHEHUIO Tpe-
IMUHBI U, COOTBETCTBEHHO, pa3pylleHuto. B ciyuae
crtaBoB WC—Co, npuMeHsSIeMBIX IJ1s1 3yOKOB Oypo-
BBIX JOJIOT, MMEHHO 3HaYeHMe BSI3KOCTH pa3pylle-
HUS JTy4Yllle BCETO TOBOPUT O TTOTEHIIMAJIe MaTepuraa
110 COMPOTHUBIIEHUIO K pa3pyIIeHUI0. DTO CTPYKTYP-
HO-YYBCTBUTEJIbHASI XapaKTepUCTUKA, HM3MEpPEHUE
KOTOpPOM TMO3BOJISIET OIEHUTh YYBCTBUTEIBHOCTH
COIMPOTHUBJIEHHUS MaTepuajga paclIpoCTpaHEHUIO
tpermuubl [18, 19]. 3HayeHUe TPEUIMHOCTOWKO-
ctu (W, MH'M_3/2) CIIEYEHHBIX TBEPABIX CIJIABOB
paccuuThIBaAu Mo Metomy IlaJMKBHCTa COIJIacHO
ISO 28079:2009.

Huist 6onee neTaabHOTO U3YYEHUSI MOBEPXHOCTU U
XapakTepa paclpOCTpaHEHUS TPEIIMHBI HCIOJIb30-
BaJI CKAaHUPYIOIIUI 3JIEKTPOHHBIN MUKpOCKOIT Jeol
JSM 6390A [13, 19]. B paHee mpoBeAeHHBLIX HAMU pa-
6otax [20, 21] onmucaH aHalIW3 TPEUIMHOCTONKOCTU
TBEPABIX CIUIABOB C YCTAHOBJICHUEM €€ (haKTHMICCKUX
3HAYEHUI.

HccnenoBaHus TBEpAOCTH, TPEIIMHOCTOMKOCTH
W MHKPOCTPYKTYPBI 00pa3oB IIPOBOAMINCH HA TIIy-
OrHe 2 MM OT MOBEPXHOCTU paboyeli YacTH 3yOKa, UTo

SIBJISIETCS CpeHe TTyOMHOI M3HOCa TBEPOTo CIlJIaBa
(«paboueii 30HOI 3yOKa») 10 MOMEHTA HEIIPUTOJHOIO
J1J1s1 paOOThI COCTOSIHU S 10JIOTA.

Pe3ynbTaThl CCNeao0BaHUM
M ux obcyXxaeHue

O mopdosiornu M pa3Mepax 4acTUI[ TpaHyJIUpPO-
BaHHBIX TBEPIOCIUIABHBIX CMeCE MOXHO CYIHUThH IO
nojsyyeHHbIM COM-u3zobpaxkenusm (puc. 1). BugHo,
4yTo cMecH 1.1 1 1.2 UMeIoT YeTKYI0 BhIpakKeHHY10 c(e-
pudecKyio dhopmy rpaHya paszmepoMm 50—200 MKM u
OIHOPOIHBIN TUCTIEPCUOHHBII cocTaB. ['paHyIbI cMe-
ceit 1.3, 1.4 v 1.5 yacTUYHO pa3pylleHbl U 3arpss-
HeHBbI 0oJiee MeJKoi (pakilueil, YTO 0OyCIOBIIEHO
W3MeJIbUYeHUEM IOpolIKa B pe3yabTaTe €ro TpaHC-
MOPTUPOBKHU, KOTJa BEpXHHUE CJIOU MOPOIIKA, UMES
OOJIBIIION YIOENBHBIM BeC, pa3pylIaloT HUXHHE.
CMech 1.5 uMeeT HEOMHOPOAHBIN pa3Mep YacTHll.
Bo u3bexaHue aToro noTpedyeTcsl npuMeHeHHe 10~
TOJTHUTEIBHBIX OTIepalluil TUTIA KIacCUpUIInPOBa-
HUS (IpocerBaHU ) U raaToBaHUs (AJs1 MPpUIAHUS
cepuueckoit GopMbl), YTO 3aMEIJIUT U YCITOXKHUT
MpoIecc MPOU3BOACTBA TOTHOM CMECH M YBEIUUUT
cebecTOMMOCTD MPOAYKIIMM, TaK KaK OYyIyT TEXHO-

Puc. 1. MukpodoTorpadpuu oopa3oB IpaHyINPOBAHHBIX TBEPAOCILIABHBIX cMeceit 1./—1.5 (cM. Tabir. 1)

VBennyenne 50°

Fig. 1. Micrographs of samples of granulated carbide mixtures 1./—1.5 (see Table 1)

x50 magnification
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JIOTMYecKre MOoTepUu B BUJE OTCEBOB IMopomika. OT-
clola cielnyeT, 4YTO IOJIHasE OCTaHOBKa COOCTBEH-
HOTO Tipou3BoncTBa cmeceid B AO «Bonradbypmaii»
MpUBENET K HEBO3MOXHOCTHU BO3BparTa JaHHBIX OT-
CEBOB B IMPOU3BOJACTBO, UTO YBEJIUUYUT cebecTou-
MOCTb MPOAYKIINH.

XUMUYECKU COCTaB M HEKOTOPBIE TEXHOJOTU-
YyecKre CBOMCTBA TBEPAOCIJIABHBIX T'PAHYINPOBAH-
HBIX cMeceil mpeacrasieHsl B Taba. 3. [Mo TexHoO0-
TMYECKUM CBOMCTBaM oOpasunl 1.2, 1.3 u 1.4 umeroT
OTKJIOHEHU I 10 HACHIITHOU MJIOTHOCTU U TEKYYECTH,
KOTOpbIE BNOCJEACTBUMU MPUBEIU K 3aTPYAHEHU-

SIM TIpY MPECCOBAHUM U3IEIVI Ha MOJyaBTOMAaTH-
YeCKHUX Ipeccax. DTO BBI3BAHO HEOJHOPOIHOCTHIO
rpaHya nopomka. Takxe B cMecHu [.4 IIPeBHIIICHO
colepxXaHue nmapaduHa, 4TO MOXKET BbI3BaTh HEMPO-
THO3MPYEMYI0 ycalaKy M3Aeaus B IPOLEecce CIeKa-
HUS U TIOBJIMATH Ha COIepKaHUE yIiIepona B CTPYK-
Type.

Ha puc. 2 mpeacraBieHbl ¢doTorpaduu CTPyK-
TYpBl CIJaBOB, CIICYCHHBIX W3 TpaHYyJINpPOBAH-
HBIX TBepAOCIJaBHbIX cMeceit 1.1—1.5 (cMm. Taba. 1).
MUKpOCTPYKTypa CILJIaBOB B LIEJIOM COOTBETCTBYET
CTII 582-17.

Tabnumua 3. CocTaB u CBOMCTBa UCCNeayeMbiX TBePAOCNIABHbIX CMecei

Table 3. Composition and properties of hard alloy mixtures studied

Ne oGpasia Conepsxanue, Mac.% HacbinHas ; TexyuecTb,

Coon C., iy MIOTHOCTb, I/CM c

Tex. TpeGOBaHMS 5,48—5,56 <0,05 10+0,5 2+0,25 3,45+ 3,65 <30
1.1 5,56 0,02 2,25 3,57 28

1.2 5,56 0,03 1,92 4,07 34,5
1.3 5,59 0,04 10,3 2,06 3,22 35
1.4 5,61 0,02 10,0 2,33 3,49 32
1.5 5,68 0,04 2,03 3,59 30

Ipumeyanue. BolieaeHHbIe 3HAUEHUS UMEIOT OTKJIOHEHHUE OT TEXHUYECKUX TPeGOBaHMIA.

Puc. 2. ®oTtorpaduu cTpyKTypbl CMJIaBOB, ClIEYEHHbIX U3 cMeceit 1.1—1.5

Veeanmuenue — 2000%

Fig. 2. Structure photographs of alloys sintered from mixtures 1./—1.5

%2000 magnification
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Tabnuua 4. Pnanko-mexaHu4yeckue CBOMCTBA CrneveHHbIX TBepAoCnaaBHbIX 00pa3LoB
Table 4. Physical and mechanical properties of sintered carbide samples

Ne obpazua p, r/cm? HRA H,D Oy H/MM? dep, MKM | W, MH-M¥2 | [, Mkm
Tex. TpeGoBannst ~ 14,5+0,1  88,240,3 75-95 >2450 2,5-3,0 ®akr.” ®axr.
11 14,53 88,3 83 2960 2,6 17,6 86
12 14,51 88,4 87 3150 2,5 17,5 89
13 14,47 88,3 97 2670 2,6 15,9 107
14 14,51 88,3 79 2900 2,6 16,8 97
L5 14,53 88,3 83 2960 2,6 17,3 82
" dakTHyecKOe 3HAUEHHUE ABNSAETCA (DaKyIBTATUBHBIM, He PEIIAMEHTUPYETCS M CITYKHT [T I0TIONMHUTETbHON HHAOPMAIIH.

Tabnuua 5. Pusnyeckue U MmexaHu4yeckue CBOMCTBa 3yOKoB, copepxawmx 10 mac.% Co
Table 5. Physical and mechanical properties of inserts with 10 wt.% Co content

Ne obpasua p, r/cm? HRA H,D Gy H/MM? d¢p, MKM W, MH M3/ 1, MKM
Tex. rpe6oBanus 14,53 +0,1 88,2+0,3 75-95 >2450 2,5-3,0 daxr. ®daxr.
2.2 14,53 88,3 83 2960 2,6 17,1 82
2.5 14,53 88,3 84 2900 2,5 17,2 81
2.7 14,55 88,8 90 2950 2,7 16,2 90
2.8 14,56 88,4 91 2910 2,4 17,0 69
2.10 14,53 88,0 87 2850 2,5 16,8 87
IIpumMeyaHue. BeigeneHHble 3HaUEHUSI UMEIOT OTKJIOHEHUE OT TeX. TPeOOBaHUI.

Puc. 3. ®otorpadum cTpyKTypH 3yOK0OB, conepxkaniux 10 mac. % Co
Veenuuenue 2000%

Fig. 3. Structure photographs of inserts with 10 wt.% Co content

%2000 magnification
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Tabnvua 6. Pnanyeckue U mexaHuvyeckue cBoicTBa 3yokoe, copepxawmx 13 u 15 mac.% Co
Table 6. Physical and mechanical properties of inserts with 13 and 15 wt.% Co content

Ne o6pasia p, r/em’ HRA H., D Gy H/MM? dep, MKM | Wi, MH-M2 | [, MKm
Tex. TpeGoBaHUS 14,0 £ 0,1 86,5+0,5 70-90 >2700 2,5-3,5 ®dakr. ®daxkr.
2.3 13,99 87,1 79 3130 2,4 20,3 60
2.6 14,25 86,6 75 2750 2,8 20,5 56

Puc. 4. ®otorpaduu cTpyKTyphl 3yOKoB, comepxamux 15 u 13 mac.% Co

Veeauuenue 2000%

Fig. 4. Structure photographs of inserts with 15 and 13 wt.% Co content

%2000 magnification

OngHako Ha CHUMKe oOpasua 1.3 mmeercsl OOuH
Y94aCTOK cerperaiiuy pasMepoMm 27 MKM M JIBa y4acT-
Ka KOMITayHIMpPOBaHMsI, CyMMapHas IJINHAa KOTOPBIX
nocturaet 10 mxMm. B cTpykType crinaBa 1.5 Tak:ke Ha-
O1r0maeTCsl CKOIIEHME KPUCTAJIOB pa3MepoM 175 MKm
1 OAWH YYacTOK KOMIayHAupoBaHUS — 13 MkMm. OT-
METUM, YTO JaHHBIE OTKJIOHEHMS HaXOMSITCS B IOITYC-
Ke yKa3aHHOro cTaHgapTa «Bonrabypmariins.

Pesynbrars! onpeneneHust GU3NIECKUX M MEXaHU-
YeCKUX CBOMCTB CeYeHHBIX 00pa3uoB [./—1.5: niaoT-
Hoctu (p), TBepaoctu (HRA), KOSPUUTUBHON CHUJIbI
(H,), npenena NPOYHOCTU IIPU IMONEPEYHOM M3rude
(Gysp), CPEHETO pasMepa 3epHa (d.p), BI3KOCTH paspy-
weHus (W)) u 0auHbL TpellUHBI (/), IPEeACTaBIEHbI B
Tab. 4.

[anee ObLIM IPOBEACHBI CPABHUTEJbHBIE UCCIIEI0-
BaHUS CTPYKTYPHI U CBOMCTB TBEPIOCILIAaBHBIX 3yOKOB
pa3aMYHbBIX TTpou3BoauTeNei (cM. Taba. 2). B Tabma. 5
MoKa3aHbl pe3yJbTaThl IJIsI 00pa3loB, COAEpPXKAIIUX
10 mac.% Co (cm. Tabi. 2), a Ha puc. 3 — poTorpacduu
HUX CTPYKTYPHI.

CnnaB ob6pasua 2.7 1o 3anaTeHTOBaHHOM TPOu3-
BOIMTENIEM TEXHOJOTUM SIBJISICTCS (DYHKIIMOHAIBHO-
IrPaEHTHBIM, YTO TOBOPUT O PA3JIMYHOM COJEpXKa-
Huu Co mo o0beMy M3AeaUs U BAUSET Ha (PU3MKO-
MeXaHMYeCKHe CBOMCTBa 3yOKa.

AHaau3 1mokKasaj, YTO CTPYKTypa COOTBETCTBYET
HopmaTtuBy CTII. 3y6ok 2.8 mMeeT cerperaiumo pas-
MepoM 57 MKM, B oOpasuax 2.5 u 2.10 obHapyXKeHbI
1O JBa yJyacTKa KOMIayHAMPOBaHUS padMepoM 11 u
7 MKM COOTBETCTBEHHO, a B 00pa3siie 2.2 — CKOIIJICHUE
KPUCTAJIJIOB CYMMapHbIM padMepoM 124 Mkm. OTme-
TUM, YTO BCE OMMCAHHOE HAXOMUTCS B Ipeaesax I0-
mycka CTII.

B Ta6a. 6 npencraBieHbl GU3MYECKME U MEXaHMU-
yecKue CBOMCTBa TBEPAOCIJIABHBIX 3YOKOB, COmEp-
xkamux 13 u 15 mac.% Co, a Ha puc. 4 — dororpadun
UX MUKPOCTPYKTYpPHI. 3y00K 2.6 UMeeT IBa ydyacTKa
¢ nedexktom cerperauuu WC cyMMmapHON IJIWHOI
51 MKM, 9TO IOITYCKaeTCsSI CTAaHAAPTOM.

B 1a6n. 7 npencraBieHbl GU3MUYECKUE U MEXAHU-
YecKHe CBOMCTBA TBEPIOCIIIaBHBIX 3YOKOB, COmep-
xamux 6 mac.% Co, a Ha puc. 5 — dortorpadpuu ux
MUKPOCTYpPKYTphl. OOpazel; 2./ uMeeT nIBa ydyacTKa
cKoruieHU kpucrtainoB WC, cymMMapHBI pa3mep
KOTOpBIX cocTaBisgeT 103 MKM, a 3y0oK 2.9 — omuH
y4aCTOK KOMITAyHAUPOBAHUS Pa3MEepPOM 8 MKM U TpHU
y4yacTka cerperaiiuu — 72 MKM. JlaHHbIE OTKJIOHE-
HUs TakXe pormyckaorcs CTII.

Ha puc. 6 nmpuBenensl dotorpaduu pacmnpocrtpa-
HEHHUS TPEeUIUMHBI B 00pa31ax 3yoKoB, coaepxamux 10,
151 6 mac.% Co.
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Tabnuua 7. duanyeckue U MexaHu4yeckue CBOMCTBa 3yOKOB, copepxawmx 6 mac.% Co
Table 7. Physical and mechanical properties of inserts with 6 wt.% Co content

Ne obpasua p, T/cm’ HRA H.,9 Oypap H/MM? deps MKM Wi, MH-M™¥2 | [ Mxm
Tex. TpeboBaHuUsI 14,95+0,1 90,1 £0,5 110—145 >2300 2,0-2,5 dakr. daxr.
2.1 14,91 90,3 132 2420 2,2 13,1 99
2.4 14,86 90,5 107 2670 2,5 13,0 96
29 14,98 90,4 130 2750 2,7 12,6 103

Puc. 5. ®otorpaduu cTpyKTYphl 3yOKOB, comepxamux 6 Mac.% Co

Veeanuenue 2000%

Fig. 5. Structure photographs of inserts with 6 wt.% Co content

x 2000 magnification

Puc. 6. PacripocTpaHeHune TpellMHbBI B 3y6Kax, cogepxammux 10, 15 u 6 mac.% Co

Veeamuenue 4000*

Fig. 6. Fracture propagation in inserts with 10, 15 and 6 wt.% Co content

x 4000 magnification

HeTanbHBIi aHaJlM3 Y4YaCTKOB TPELIMHBI IO-
Ka3aj, 9YTO B MCCIeIyeMBIX 00pa3ax B OCHOBHOM
ITPOMCXONUT MeX3epeHHOoe pa3pylieHue (Mo rpaHu-
e 3epeH WC) — TpellMHBI paclipoCTpaHsIOTCS 10
KobGanbTOBOM cBsI3Ke [22]. TpaHCKpuUCTATIUTHBIA
packoia aas TC ¢ comepxanuem 10 mac.% Co penok
U, KaK MpaBUJo, BCTpedyaeTcs: y 6osee MaacTUuUYHbIX
CILJIaBOB ¢ 0O/ABLIMM coaepxXkaHueM Kobanabra. Jns
TC c conepxanuem 13 u 15 mac.% Co paspylieHue
MpoucxXoauT mo 3epHamM WC, 4To BUIHO Ha puc. 6
(o0p. 2.3).
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BbiBOAbI

IlonyyeHHble B HacTosleld padoTe pe3yabTaThl
CPaBHUTEJbHBIX UCCIEAOBAHUMN CTPYKTYPhI U CBOMCTB
TrpaHyJIMPOBAHHBIX TBEPAOCIIJIABHBIX CMeCei (CM. TabI.
1) 1 crie4eHHBIX TBEPAOCIIABHBIX 3yOKOB pa3TMUHBIX
npou3BoauTeNie (CM. Taba. 2) ¢ y4eTOM CTOMMOCTH
1 CPOKOB IIOCTAaBKHU ITO3BOJISIIOT CHCNATh CICHYIONINE
BBIBOJIBI O 1I€JIECOO0Pa3HOCTH X ITPUMEHEH M JJIST U3-
TOTOBJICHUSI TBEPIOCIIABHOTO BOOPYKEHUSI OYPOBBIX
mapomedHbIx 1070T B AO «Bonradypmari».

—_ .
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1. ToToBble TBepaociiaBHble cMecu 1.2 u 1.5 B
OoNbIlIel CTENEHW COOTBETCTBYIOT TpeOOBAaHUSIM
CTII 582-17 AO «Bonrabypmarti» K ©3rotraBiInBaeMoi
MPOAYKIIMK, HO UMEIOT BHIIIIE CTOMMOCTD M CPeIHUI
CPOK MOCTaBKH OKOJIO 2 MecC.

2. 'panynbl TBepAOCIIaBHBIX cMeceit 1.3 u 14 B
pe3yabTaTe TPaHCIIOPTUPOBKU YaCTUIHO Pa3pyIIaroT-
Cs U 3arpsI3HSIIOTCS MEJIKOM (hpaKIIMeil TTOpoIKa, YTO
TpeOyeT IOMOJHUTEIBHEIX TPYA03aTpaT IS 10paboT-
KM JaHHBIX cMecell. MIX MOXHO MCIOJIb30BaTh B Ka-
YeCTBE OCHOBHOTO CHIPbS JJIS IIPOM3BOICTBA TBEPIO-
CTIABHBIX M3IEJINI, HO C YYETOM CIICAYIOIINX YCIOBHIA:

— TpebyeTcsl IpoBeJeHUE AOTOJHUTEIBHBIX OIle-
pauuit 1opaboOTKU CMECH;

— B MOMEHT JOPaOOTKM IMPUCYTCTBYIOT TEXHOJIO-
TUYecKUe IMOTEePU CMECH, KOTOPbIe MOTYT COCTaBJISITh
0k0J10 10 % OoT Macchl mapTUu;

— IIpu  AOpabOTKe CMeCH IIoJIydaeTcs MeJKas
(bpakius mopoIika, He MIPUTOAHAS JJIST PAOOTHI;

— ce0ecTOMMOCTh MPONYKIIMHM, H3TOTOBJICHHOMN
W3 JAaHHBIX CMeceli, OymeT BBIIIE, YeM M3 CMECH CO0-
CTBEHHOTO MPOU3BOJICTBA;

— CpeAHMI CPOK MOCTaBKU cMeceit 1—2 Mec;

— IIPY OTKJIOHEHUH IMapaMeTPOB Ha BXOTHOM KOH-
TpoJje noTpedyeTcs nepepadoTKa BCel MapTUU.

3. CpaBHuBag  (pU3MKO-MeXaHUYECKME  CBOIi-
CcTBa 00pa3IoOB M3 BCEX CMeCel, MOXHO CHeaaTh BHI-
BOJ O TOM, YTO OHM COOTBETCTBYIOT TPEOOBaHMSIM
CTII 582-17 AO «Bonrabypmaiil» ¥ UMEIOT IIPaKTH-
YEeCK! CXOXME XapaKTepucTUKH. OmHAKO TPEeImmHO-
CTOMKOCTh CIIeYeHHOro obpasua 13 obpasua crjana 1.3
Huxe (W, = 15,9 MH‘M_3/2) M0 CPABHEHMUIO C IPYTU-
MU (cpenHee 3HaueHue W = 174 MH-M~%?) 3a cuer
MaJioro pazMepa 3epHa 1 0OJIbIIEro CoiepKaHusI CBO-
0O HOrO yriaepoaa.

4. Bce nccnemoBaHHBIE TBEPIOCILIABHBIC 3yOKH IO
(bn3MKO-MeXxaHWUECKUM CBOMCTBAaM COOTBETCTBYIOT
CTaHAAPTY NPEANPUSATUS U MOTYT OBITh UCIIOJIb30BaHbI
TSI KOMILIEKTOBaHM S Oy POBBIX IIAPOIICYHBIX TOJIOT.

5. 3y00Kk 2.9, conepxauuii 6 mac.% Co, UMEET OIHO-
DPOIHYIO CTPYKTYPY M BbICOKME (DU3NKO-MEXaHUUECKUe
CBOICTBA, IIPEBOCXOSIIINE IPYTHe 00pa3IIbl OJ1aromapst
YCJIOBUSIM CUHTE3a CTIjIaBa IpU TTPOU3BOJICTBE.

6. Cpenu 3y6KoB ¢ conepxxanueM 10 mac.% Co 06-
paselr 2.7 sIBAsieTCS TPaAUCHTHBIM, UMCIOIIUM pa3-
HOe colepkaHue KobanbTa OT IMMOBEPXHOCTH CIlJIaBa
K cepnueBuHe. B uccinenyeMoii paboueit 30He 3yOKa
(mo 2 MM B INTyOMHY OT MOBEPXHOCTH) TBEPAOCTH CO-
ctaBusa 89 HRA, 4uto npeBbilIaeT TpedyemMble 3Ha-
yeHus1t CTII. Otum u obyclioBleH HU3KUI KO3hDu-
OUEeHT TpemuHocToiikoctu W, = 16,1 MH-m—%/2,

3y0KM M3 3TOro cIulaBa HE WCIOJb3YIOTCSI B
AO «Bonrabypmami» M3-3a XyAILIKWX MoKa3aTenei
CTOMKOCTH MO OTPabOTKE NOJIOT, YEM Y 3yOKOB CcOO-
CTBEHHOTO ITPOU3BOCTBA.

7. O6pa3susl 3yokoB 2.4, 2.5 1 2.6 COOTBETCTBYIOT
TpeOoBaHUSIM K (PU3NKO-MEXaHUIECKHM CBOMCTBAM,
IpeabIBISIEMBIM K TAKOMY THUITY W3IEJIWIl Ha TIpe.-
npusdtuu. OHU UMEIT OAHOPOAHYIO CTPYKTYypy 0e3
HaJIM4us KpUTUIeCKHX AedekToB. Ha maHHBIN MO-
MEHT BpeMEHU 3yOKM JaHHOTO IPOM3BOIUTENS IT10-
craBisiorcs B AO «BonrabypMmaii», 1 UMU 4aCTUYHO
WJINA TIOJTHOCTBIO YKOMILICKTOBEIBAIOTCS HOJIOTA IIO
XKeJTaHUIO MIOTPEeOUTENCH.

8. 3y0ok 2.8 nMeeT cpenHue IoKa3aTeau TBEPAOCTU
(88,4 HRA) u tpemnnocroiikoctn (17 MH-Mm¥?), a
TakXe OJHOPOAHYIO CTPYKTypy. M3-3a Xymmumx mo-
Kazarejeil mo oTpaboTKe AOJOT, YeM y 3yOKOB IIPOM3-
BoacTBa AO «Bonrabypmaiin», nx moctaBKa HelleJaeco-
oOpa3sHa.

9. 3y6Ku, cOOTBeTCTBYIOIIME 00pa3ny 2.10, o ¢u-
3UKO-MEXaHMYECKUM CBOMCTBAM M CTPYKTYpe COOT-
BeTcTBY10T CTII582-17. Ilpou3BonuTes b MOCTABISIET
B AO «BosarabypMmali» aBa THUIla TaKUX 3yOKOB T10 Ke-
JIAHUTO TIOTPEOUTEIS.

HenocraTkamMy MOKYMHBIX TBEPAOCIJIABHBIX 3y0-
KOB SIBJISTFOTCSL:

— TIOBBIIIICHHAsA Ce0ECTOMMOCTh M3TOTOBIICHUS
JI0JI0Ta;

— CpPeAHUI CPOK MOCTaBKH 3yOKOB ~2 Mec;

— KaXXIBIil HOBBIY TUM 3y0Ka ((popma) TpedyeT co-
rJlacoBaHUSI C KOHCTPYKTOPCKOM MOKyMeHTalueu, a
TaKXe 3aTpaT CPeACTB M BPEMEHM Ha M3rOTOBJICHUE
npecc-¢opmM;

— BOo u3bexaHue NpoOJeMbl MpPU 3aIlpecCOBKe
3y0Ka B TEJO LIAPOIIKM YacTO BO3HMKAET HEOOXO-
IUMOCTH IIPOBEICHUS IOIOJHUTEIBHON Omepanuu
Mo mandoBaHUIO 3aX0AHOM (hacKM Ha UMJIMHIPHU-
YecKoi yacTH (OKOJIO JHA) 3yOKa C 1Ledblo yBeanye-
HUS €€ BEICOTHI, YTO YCIOXHSIET ITPOU3BOICTBEHHBI M
Mpoliecc;

— OTCYTCTBHME BO3MOXHOCTH B KOPOTKHME CPOKU
MOYKOMIUIEKTOBAaTh 3aKa3 B ClIydae M3MEHECHUS IIPO-
M3BOACTBEHHOTO TLJIaHA TIPEATIPUSITHUSL.

Takum oOpa3oM, B BapuaHTe ¢ COOCTBEHHBIM IIPO-
M3BOICTBOM TBEPIOCILIABHBIX 3yOKOB YKa3aHHBIC He-
JOCTaTKW MUHUMAaJIbHEI.
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BAJIEPUIO UBAHOBUYY KOCTUKOBY — 85 JIET

11 urong 2022 r. UCMOJHUIOCH
85 et TOKTOpYy TEXHUYECKMX HayK,
mpodeccopy, YJICHY-KOPPECITOH-
nenty PAH, akamemuxky PAEH
Banepuio UBanoBnuy KoctukoBy —
BBIIAIONMIEMYCSI YICHOMY B 00Ja-
CTU TEOPUM M TEXHOJOTHU KOM-
MO3UIIMOHHBIX M YTJerpadrTOBBIX
MaTepualioB, MaTepUaJIOBEICHM S
TYTOIUIaBKUX COEIMHEHUWH, II0-
POILIKOBOM METAJLIYPIUH.

IMocne oKOHYAaHUS C OTIMYM-
eM B 1959 r. MoCKOBCKOI'O MHCTH-
tyTa ctaiau (¢ 1962 r. — MUCucC,

Ha ocHoBe 3Tux wuccliefoBaHUit
OBbLIM CO3MaHBl U BHEIPEHBI B ITPO-
MBIIIJICHHOE ITPON3BOICTBO HOBBIC
TTOKOJIEHUS YTJICPOTHBIX MaTepu-
aJIOB: YIJIEpOIHbIC BOJIOKHA, YTJe-
IUIACTUKH,  YIJICPOM-YTJICPOMTHBIC
U YTIepOoI-KapOWIHBIE KOMITO3H-
LIMOHHBIC MaTepuasbl, CUIUIIAPO-
BaHHBIC U PEKPUCTAIN30BAaHHBIC
rpaduTHI, CHHTETUYECKHE aIMa3hl,
sIIEPHbBIC Y paKeTHBIE TpacUTHhI.
Banepuii MBaHOBUY sBSIET-
cs aBTOpoM Oosee 720 Hay4YHBIX
pabor, u3 Hux 36 mMoHorpaduii u

c 2008 r. — HUTY «MHUCucCs)
mo cneuuaibHOCTH <«[lopolIKoBas MeTaJTyprHs»
B.1. KoctukoB 6b11 pacnpenesieH B MHCTUTYT ro-
prounx wuckonaemMelx AH CCCP, 3zatem B 1959—
1961 rr. pabotan Ha MOCKOBCKOM 3JICKTPOAHOM 3a-
Boae u B HUMIpaur (r. Mocksa). B 1961 r. oH mo-
crynui B acnupantypy MUCuC u B 1964 r. 3amutui
KaHAMOATCKYIO aucceprauuio, a B 1970 r. — moKTop-
CKYI0, IPOJOJKASA TPYAUTHCSA B UHCTUTYTE — PYKOBO-
IUTEeIIeM ITpOoOJIeMHOM JTab0opaTOPUH BEICOKOTEMITIEpa-
TYPHBIX MaTepHUajoB, JOIIEHTOM, ITPO(HECCOPOM.

B nmepuon ¢ 1976 mo 2006 r. Banepuii MiBaHoBuY
o1 gupekropom HU M I padut m HemmocpencTBeHHO
MMpUHUMAJ yJacTue B pa3paboTKe MaTepuayioB IJIst
MHOTUX OObEKTOB aBUALIMOHHOM U KOCMUYECKOM TEX-
auku. C 2006 r. mo Hacrosee BpeMms B.M. Koctukos
paboTtaeT mnpogeccopoM Ha Kadeape MNOPOLIKOBOM
MeTaJUIypruv M pyHKIIMOHAAbHBIX MOKPBITUII HUTY
«MUCucCs.

3a BpeMs CBOEWi MHOTOJIETHE M TJIOJOTBOPHOM
NesITEIbHOCTU OH TIPOBEJI OOJBIIONH KOMILIEKC (PyH-
JTaMEHTAJIbHBIX MCCIeTOBAaHUN (U3NIECKO-XMMUIe-
CKMX CBOWCTB pacIJlaBOB TYTOILUIaBKUX METAJIJIOB U
COCIMHEHUM, OTKPBIJI HOBBIC SBJICHUS M YCTAHOBUJI
3aKOHOMEPHOCTU HX B3aUMOMNEICTBUS C TOBEPX-
HOCTBIO TBEPABIX TeJ IPU BBICOKMX TeMIlepaTypax.
Banepuit MBaHOBMY 3aJIOXUJI OCHOBHbIE NPUHIIM-
ITHl TCOPUY CMadYMBaHUS, pacTeKaHUSI, KAITWJIISIPHOMU
MIPONUTKN W aJCOpPOLMM B YCIOBUSAX WHTCHCHBHO-
IO XMMUYECKOTO B3aUMOAEUCTBUS MEXAY XUIAKOU U
TBepmoi hazaMu, BHEC CYIICCTBEHHBIN BKJIald B TEO-
PHUIO ¥ IPAKTUKY ITPECCOBAHMS M CIIEKAH M SI TTOPOIITKOB
1 HAHOYACTUII TYTOILUIaBKMX COCAMHEHUI U yTepoa.

y4eOHbIX ocobuit. Haubonee us-
BECTHBIMU M3 HUX SIBJISTIOTCS KHUTHU «BBICcOKOTEMITE-
paTypHble MaTepualibl», «MCKyCCTBEHHBINH rpaduT»,
«Pekpucranin3oBaHHBIN Tpadut», <«[laasmMeHHBIC
MOKpHITUST», «[lopolikoBasi MeTajaayprusi U Harmbl-
JICHHbIE TOKPBITUSI», «BOJOKHUCThIE KOMITO3UIIMOH-
HBIC MaTepHaJIbl C METAJUTMIECKOI MaTpHIIeit», «Kom-
MO3UIIMOHHBIE MaTepHasbl HA OCHOBE aJIOMUHUEBBIX
CIIJIaBOB, JIETUPOBAHHBIX YIJIEPOAHBIMY BOJIOKHAMMUY,
«CBepXBBICOKOTEMIICPATYPHBIE ~ KOMITO3UIIMOHHEIC
MaTepuabl».

B.1A. KocTukoB — aBTOp HAy4YHOTO OTKPBITUS
«SIBIEHNE YCKOPEHHOTO MCIIApEeHUS YIJIepoma M3 Me-
TaJUIOKapOUIHBIX M KapOUIOYTIePOTHBIX SBTEKTUK»,
a Takke 216 aBTOPCKUX CBUAETEILCTB U ATEHTOB.

Banepuit MUBaHOBUY — 3aclyXEHHBINA HCATEIH
Hayku u TexHuku PCOCP, maypear rocymapcTBeH-
HbIX ipeMuii CCCP u Poccun, mo4eTHBIN MeTalaypr
Poccmiickoit ®@enmepannu, 3aciayKeHHBIIT WHXEHEP
Poccum, HarpaxaeH opaeHaMu U MeaajlsiMUA, B TOM
yuciie «Yenoek 2000 roma» B HoMuHauuu «BoeH-
HO-TIPOMBIIIJICHHBI I KOMILJIEKC». UM TTOATOTOBJICHO
o6osee 50 KaHAUOIATOB TEXHUYECKMX HayK U Ooliee
10 moKTOpOB TeXxHUUYeCcKMUX HayK. OH — 4JieH peaak-
OUOHHBIX KOJJIETHU XypHaoB «M3BecTus BY30B.
IMTopomkoBast MeTalanyprus M GYHKIMOHAJILHEIE
MMOKPBITUS», «IlepcrieKTUBHBIE MaTepuabl», «Mare-
puaioBefecHNUE», «KoOHBepCHs B MAIIMHOCTPOCHUH»,
«OrHeynopsi».

Penxonerus Hauero xkXypHaja, yYeHUKHU U JOpy-
3bsI CEPICYHO MO3IPABIISTIOT I00MIISIpa U KEJIAI0T eMy
KPEITKOTo 30POBbsI, CEMEIHOT0 CYaCThsI, OJ1aromnoiy-
YU U JaJIbHEUITUX TBOPUECKUX YCIIEXOB.

—_—
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