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Formation of carbon nanotubes and microsilica when obtaining crystalline silicon
in three-phase electric ore smelting furnaces
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Abstract: The volume of silicon waste generated annually in the Irkutsk Region is 20 thousand tons per year, and the volume of
waste accumulated in three sludge fields of JSC «Silicon» exceeds 3 million m3. The main type of crystalline silicon production
waste is dust from gas cleaning systems of electric ore smelting furnaces. In this regard, this paper studies its chemical composition
and the possibilities of using valuable components (amorphous silica, carbon nanotubes (CNT)) included in its composition. The
study demonstrates that it is possible to separate this product by flotation into 3 components — sand fraction, flotation tailings
enriched in SiO,, and froth enriched in carbon in the form of CNT. The structure of carbon nanotubes was studied and their physical
and mechanical properties were determined: elastic modulus (2000 GPa), tensile strength (75 GPa), and thermal conductivity
(4000 W/(m-K)). The amount of heat required to obtain 1 kg of CNT in electric ore smelting furnaces was calculated. Based on the
material balance of commercial silicon electric smelting, it was found that 153 kg of CNT and 336 kg of flotation tailings are formed
per ton of crystalline silicon during the endothermic process. Flotation tailings consist of 75 % amorphous microsilica particles.
According to heat effect and Gibbs energy calculations made for amorphous microsilica formation reactions, it was found that
all processes are exothermic, and the process of solid silicon carbide particles (2SiC + 30, — 2SiO, + 2CO) oxidation with air
oxygen has the highest thermodynamic probability. The economic efficiency of using amorphous silica to produce casting silumins
was calculated, and its results clearly demonstrate a quick payback period (6 months), as well as a high level of its profitability
(USD 819672).

Keywords: silicon production, crystalline silicon, silicon dust, amorphous microsilica (AMS), carbon nanotubes (CNT), flotation,
energy balance.
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BeeneHue

IIpomecc 3JIeKTPOTEPMUIECKOTO TTOIYUSHUS KpEeM-
HUS BechbMa 3HEpro- M MarepuajoeMkuii. [ToaTo-
MY OCHOBHBIE MOIIHOCTM IIPOM3BOACTBA KPEMHUS
TEXHUYECKON YUCTOTHI pacIoioXeHB B BocTouHOi
Cubupu, obnajgarmlei AeleBbIMA TOMJIUBHO-3HEP-
FeTUYECKMMHU U ChIPbEBBIMU pecypcamu. B maHHOM
pernoHe BEICOKMMU TeMITaMH Pa3BUBAIOTCS MOIIHEIC
TOILUIMBHO-3HEPreTUYeCKe 60a3bl Ha MECTOPOXICHU -
SIX JEIIeBBIX YIJIEH, IPUTOAHBIX JJIsI OTKPBITOM J00bI-

Powder Metallurgy and Functional Coatings = 2021 = Vol. 15 = N°3

YM, a TAK3KEe Ha OCHOBE OOTraTeHINX 3aIIacoB SHEPTUU
TUAPO3JIEKTPpOCTaHIIUit AHrapckoro u EHucelickoro
KackagoB [1]. B Hacrosilee BpemMsi Ha TeppUTOPUU
Poccum mpom3BOACTBO KpeMHUSI TEXHUYECKON UYM-
CTOTHI OCBOeHO Ha Ypaie (r. KaMeHck-Ypanbckuit) u
B UpkyTckoii 06:. (1. [IlenexoB).

HJ1sT TpOM3BOACTBA TEXHUUYECKOTO KPEMHUSI WC-
MOJIb3YIOT OTKPBITHIE (0€3 CBOAA) 2JEKTPOAYTOBBIC
neun: ogHodasHble Masoi (5—6 MBA), TpexdasHbie
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cpenneit (16,5 MBA) n 6onbmoii (25 MBA) MommHoCTH
[2]. HanbGonee cyliecTBEHHOM COCTaBISIONIEH MaTe-
pUaIbHOTO OajmaHca PyJHO-BOCCTAHOBUTEILHOW TIEUN
MPaKTUYECKH JJIST T1I000T0 Tpoliecca SBISIOTCS Ted-
HbIe ra3bl, KOTOPbIE B OCHOBHOM COJIEPKaT MOHOOKCH T
yraepona (60—90 %) [1, 2]. KpoMe Toro, oHu UMeIOT
B cBoeM coctaBe CO, (0,6—14,2 %), xucnopon (0,1—
2,8 %), Bonopon (0,2—14,1 %), a30T U yIiIeBOAOPOIbI
(3,0—25,4 %).

IleyHsbie ra3pl 00pa3yoTCs B 30HE «peaKIIMOHHBIX
TUTJICH» 1 yOAJISIOTCS U3 BAHHBI TICYX Yepe3 BhIIIIesIeKa-
e CJION IIUXTHI ¢ OOIBIION CKOPOCTHIO, OIIpeAeIIsc-
MOW BEJIMYUWHON M3O0BITOYHOTO NABJICHUS B TUIJIE.
IIpu aTOM B Ipoliecce TemnJo- 1 MacCooOMeHa MEXIY
MEYHBIMY Ta3aMM W IIUXTON B BaHHE BHIIIEIEKAIIINC
CJIOM IIMXTHI HArpeBaIOTCS 3a CUET OXJIAXKIEHU S OTX0-
ISIIMX Ta30B, U B HUX OCAXIAIOTCSI YACTUIIbI IbLIN,
KOHJICHCH PYETCS Ta3000pa3HbIf MOHOOKCH T KPEMHU ST
U T.0. MexaH13M YHOCA ITBIJIN C OTXOASIIUMHU ITeYHBI-
MU ra3aMM CBsSI3aH C MCHapeHHeM BOCCTaHOBJIEHHBIX
3JIEMEHTOB M3 OKCHIOB, COMEPXKAIIMXCS B KBapIIUTE
M 30JIe BOCCTAaHOBUTEJIEH, KOHIEHCAIIUEH U TUCIIPO-
nopunonuposanuem SiO,, MpoTekarowum ¢ obpa-
30BaHMEM TOHKOIMCIIEPCHBIX YACTUIL KpeMHe3eMa U
KpucTajandeckoro kpeMHus [3]. TBepable yacTUILIBI
MBIJIM MTPOXOIST Yepe3 CAOM ITMXThI, BBIITOJHSIOIIMIA
¢yHKIMIO 3epHUCTOrO DrabTpa. Ilocie 3Toro yacte
BT YHOCUTCS 3a TIPEesibl TIEYHOTO TTPOCTPAHCTBA C
OTXOISIIMMM Ta3aMU, a YaCTh — YJIaBJIMBaeTCs IIUX-
TO ¥ BO3BpAIlaeTCs B peaKIIMOHHYIO 30HY [2—4].

lazonbleBOI peXXUM pabOTHI TTEUH SIBJISIETCS HaU-
0oJjiee YyBCTBUTEIbHBIM U HaUMEHEEe MHEPLIMOHHBIM
IJIST 60Jiee MOIMHBIX arperatoB. M3MeHeHUe KOJMde-
CTBa ¥ 3aNbIJICHHOCTHU TTIEYHBIX Ta30B 3aBUCHUT OT psifa
¢$akTOpOB, INTaBHBIMU 13 KOTOPHIX SIBISIIOTCS:

— DJIEKTPUYECKAsI MOIITHOCTH TTEUMH;

— BeJMYMHa (ha30BOTO HATIPSIKEHU ST HA 3JIEKTPOIE
(TpeBbIIIeHUE KPUTUYECKOI0 3HAUCHU S HAIIPSIXKEHU S
MIPUBOAUT K MHOTOKPATHOMY YBEJIMUYCHUIO 3aIIBLICH-
HOCTH Ta30B);

— XMMUYECKUN M (PPaKIMOHHBIM COCTaBbI IIUX-
TOBBIX MaTepHajoB (B ciydae OOJBIIOr0 KOJIMYeCTBa
MEJIKMX KYCKOB (pa3MepoM MeHee 1—3 MM) B IIKUXTe
PE3KO BO3pacTaeT MeXaHMUYEeCKUI YHOC YaCTMII U X-
THI C TA30BBIM IIOTOKOM);

— TIyOMHA TIOTPYXEHUsI 3JIEKTPOAOB B BaHHY (B
LIMXTY), ONpeAesioas BbICOTY (PUIBTPYIONIETO CI0S
IIUXTHI, 3aIePXKUBAIOMIECTO (DU3NIECKOE TEIJIO U YHO-
CHMBIE YaCTHUIIBI MBIJICBUIHBIX IICHHEIX KOMIIOHEHTOB;

— Terao(pu3nIYecKre CBONCTBA IIMXTOBBIX MaTe-
pUaIoB (TEILIOEMKOCTD M TEILJIOIIPOBOTHOCTB).

Ha nosto yactuii, pasMep KOTOPHIX HE NIPEBbIIIAECT
2 MKM, TIpUXOAUTCS OCHOBHAasI Macca IbLIU. B mmpo-
MBIIIEHHBIX MIe9ax MOIIHOCTHIO 16,5—63,0 MBA 6o-
Jiee KpyIMHbIe YaCTULIBI MTBLIU (>2 MKM) 00pa3yloTcs B
pe3yJbTaTe IPOOJICHMUS U MEXaHNUYECKOTO UCTUPAHU S
KYCKOB 3arpy:KaeMOU HINXTHI MPU MPOXOXKICHUN UX
10 TpaKTaM IuxTornogauu [5—15].

J7ns neyu c npousBonuTenbHoCThIO 1,1 Tg; /4 KOJuU-
YeCcTBO ITLINM cocTaBisteT 1,37 T Ha 1 T KpeMHusd [2].
0O0BbeM exerogHo oopasyomuxcs oTxoaoB AO «Kpem-
Huit» (r. llenexoB) mocturaet 20 ThIC. T/TOA, a 00BEM
HAKOIUICHHBIX Ha TpPeX IIIAMOBBIX TIOJISIX OTXOIOB
MpeBbIIIaeT 3 MJIH M. B HpkyTckoit 00J1. KOTUYECTBO
HaKOIJIEHHBIX (TOp-, YIIepoa- U KpeMHUicoaepxKa-
IIMX OTXOMOB JOCTUTAeT 13 MJTH T, YTO OKa3bIBAET CE-
pPbE3HYI0 Harpy3Ky Ha TEppUTOPUHU, MpUJeraloine K
MeTaJUTyprUYeCKUM IIPeanpusTusm [7, 9].

B cBsI3M ¢ OTMEUECHHBIMY BBIIIIe (hDaKTaMHW BO3HU-
KaeT mpobyieMa WCMOJb30BaHUS OTXOMOB IPOMBIIII-
JICHHOTO TIPOU3BOACTBA KPEMHUS I TOJTYYSHUS U3
HUX CHIPbS ¥ €70 IPUMEHECHUS.

Llenpto pabOTHI SBISIIOCH UCCIEN0BAHNIE OTXOI0B
KPEMHHEBOI'O MPOU3BOACTBA C TOYKHU 3PEHMS BBIAC-
JICHW S M3 HUX TAKUX LIEHHBIX KOMIIOHEHTOB, KaK yTJIe-
ponubie HaHOTPYOKU (YHT) u amopdHBIE MUKpPO-
kpeMHe3eM (AMK), olileHKa aHepreTuyeckoro daaaH-
ca IIPOIIECCOB MX 00pa30BaHMsI, a TAKKE OIIpeacICHIE
TepMOIMHAMUYECKHNX CBONCTB W MeXaHM3Ma IIPOTe-
KaHU S TaHHBIX IIPOLIECCOB.

Matepuanbl U1 MeToAbl UCCNef0BaHUS

Paznmenenne ncxomHOM IMBIIN KPEMHUEBOTO IIPOU3-
BOJCTBA (ITbLJIb cUCTEM ra3004ucTku AO «KpemHuii»)
U BblJeJIeHUEe U3 Hee LeHHBbIX KoMmoHeHToB (YHT u
AMK) ocymecTBisiocs metomoMm diaortamuu. [Ipu
3TOM OBIJIM HMCIMOJb30BaHBI cienyouue daoropea-
TeHTBI: TEeHOO0Opa3oBaTeIu — IU3EJIbHOE TOIJIUBO,
KEPOCHH; COOMpaTeIn — COCHOBOE MAacyIO, TUMETHJI-
docdar. Koarynsuus meHHOro 1 KaMepHOTo MPOIYK-
TOB OCYIIECTBJISIaCh C MCIIOJIb30BAaHMEM pacTBOpa
cynbdara amoMUHHUS (¢ KoHmeHTpamueit 10 r/m), a
(Gaokymsiuusgs — ¢ MOMOIIBIO pacTBOpa MarHadJioka
(0,1 r/n).

CocTaBBl MCXOOHOUM MBIIM KPEMHHEBOTO IPOU3-
BOJICTBA, a TakXe MEHHOT0 W KaMEepPHOTO MPOAYKTOB
daotauuy OnpeAcasiii Ha PEHTreHOMIyopecleHT-
HoM criekTpomeTpe S4 Pioner (I'epmanust).

N3zydeHne cTpyKTypsl IEHHOTO X KAMEPHOTO TIPO-
IYKTOB, a TakKXe BUJIAa U OCHOBHBIX XapaKTEepPUCTUK
00pa3yI0IMXCsI HAHO- 1 MUKPOCTPYKTYP ITPOBOIVIIN
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METOJIOM CKaHUPYIOIIEeH 3JIeKTPOHHOM MUKPOCKOIT YT
(CBM) ¢ nomomsio Mmukpockomna JIB-4500 Multibeam
(«(JEOL», SItioHMS), OCHAIIEHHOTO 3HEPTOXMCIICPCH-
OHHBIM JeTekTopoM X-Max («Oxford Instruments»,
BenukoOpurtanus). Jnasg nydieil xapakKTepUCTUKU
CTPYKTYpPBl YTJEPOJHBIX HaHOTpyOok mepen COM
MPOBOAMJIOCH UX pa3iesieHne B MeTaHoje. MeTomoMm
MaremMaTtudeckoro MoaenupoBanus [10—17] ObLIn
omnpesiesieHbl Takue (PU3MKO-MeXaHWYecKue mapame-
Tpbl YHT, Kak MOAyJIb yIIPYTOCTH, ITPEAe IPOYHOCTH
u terionpoBogHocTh (mpu 7= 300 K).

TepmoguHamMuyecKkue pacyeTbl KOMILIEKCA IPO-
1eccoB o0pa3oBaHUsS aMOP(GHOr0o MUKPOKpPEMHeE3eMa
BBITIOJIHSIJIMCH TIPU CTaHAApTHOU TemmepaType 298 K
Ha OCHOBE NAHHBIX O CTaHJIAPTHBIX 3HAYEHUSIX OC-
HOBHBIX (DM3MKO-XMMHWYECKUX BEJIMYMH (SHTAJBINU
obpazoBanus (AH), sHepruu I'mo6ca (AG)), a TakxKe C
ucnonb3oBanueM nmporpaMmm PANDAT, CHS Chemist-
ry 5 u Cenexrop [16, 17]. PacueTbl MpOBOAUIINCE C HC-
MOJIb30BAaHUEM KJIACCUYECKOTO YPaBHEHUSI U30TEPMbI
Bant—To¢dda, cpaBoYHBIX DTaHHBIX IO CTaHIAPT-
HBIM BeJIMYMHAM SHTaJIbIIMU O00pa30BaHUS, SHTPO-
nuu (AS), TeMIiepaTypHbIM psSJaM TEIJIOEMKOCTE,
a TakXe TeMmIieparypaM W TeIrUIOBbIM 3dekTam da-
30BBIX TiepexofoB. I1OCKOJNIBKY WCXOmMHBIE TaHHBIE
MO CTaHJAPTHBIM 3HAYEHUSIM TEPMOIUHAMUYECKUX
byHKUIMT 1 psiga paccMaTpUBAEMbIX XUMUYECKUX
COEMHEHUI B IMTEPATyPHBIX UCTOYHUKAX U UCIIOJIb-
3yeMbIX MMPOTrPAMMHBIX MPONYKTaX OTCYTCTBYIOT WUJIU
HE COMIACYIOTCS MeXAy co0Ooli, ObLIM TPUMEHEHBI
M3BECTHBIC W aJallTUPOBAHHbBIE METOIBI TIPUOITKEH-
HBIX pacueToB [18—24].

Pe3ynbrathl U uX 06CcyXxaeHune

CocTaB UCXOMHOM MbLIX KPEMHUEBOIO IIPOU3BOI-
CcTBa mpeacTaBieH B Taba. 1. B xone ¢aorauuu yna-
JIOCh pa3feanuTh JaHHBIA MPOAYKT Ha 29 % mecKoBoOit
dpakuuu, 40 % neHHOro MpoaykKTa, 060ralieHHOro

yriIepoaoM, a Takxke 31 % KaMepHOro IpoayKTa, 000-
raieHHoro SiO, (ta6:. 1). Ilpu nonyyenuu 1 T Kpem-
Hus obpasyercs 314,65 kr neckoBoii ppakuuu, 434 Kr
MeHHoro 1 336,35 Kr KaMepHOIo POAYKTOB.

IlenHbIil mMpoayKT mocjie dnoTauuu obdoraiieH
yrieponoM (74,04 %) u conepxut 21,25 % SiO,, ot Ko-
TOPOTO U30aBJISITUCH ITYTEM ero 00pabOTKM IMIaBUKO-
BOW KUCJIOTOM.

Ha COM-u3o00paxeHusx IEHHOTO IIPOAYKTa
(puc. 1) BUAHO, YTO B HEM COJEpXKaTcd YIIepOoaHbIe
HaHOTPYOKHU. YCTaHOBJIEHO, YTO IPU KapOboTepMuue-
cKkoM BoccTaHoBlieHNU KpeMHUsT Y HT popmupyrorcs
B XONl€ KaTaJWYeCKOTo pa3joXeHUs Tra3000pa3HbIX
VIJICBOIOPOAOB, MOJYyYaeMbIX B XOI€ MUPOJM3a BOC-
CTaHOBUTENEH (APEBECHBIN YroJib, HE(PTSIHOU KOKC,
KaMeHHBbIW U Oypblil yriu). B mpoaykTax muposiu3sa
comepxarcs JIieTyuyue, XMIKUEe U TBepIble BeIeCTBa
(H,, CO, CO,, CH,, C,H,, H,S, NH;, H,O, 6eH3on u
np.). Ilpu paznoxeHuu raza npu temneparype 1100 °C
00pa3yloTcsl CBOOOAHBIC aTOMBI yIJIepoaa, KOHIECHCH-
pyolmecs 3aTeM Ha 00Jiee XOJIOTHOM ITOII0XKe, (pop-
MUPYS HAHOCTPYKTYPBHI.

BosneiictBue Ha YHT choKycupoBaHHBIM ITy4-
KOM HMOHOB TaJIJIMs ITO3BOJIMNJIO YCTAHOBUTH, UTO OHU
SIBJISIIOTCSI OMHOCTEHHBIMU (CM. BCTaBKY Ha puc. 1, ).
Jnsg nydieit xapakTepucTUkKu cTpykTypbl YHT me-
pen ucciegoBanneM MetogoM COM Tak:ke IIpOBOIM-
JIOCh UX pa3jieJieHre B MeTaHoJie (BCTaBKa Ha puc. 1, 6)
[25—27]. DTo mo3BosAeT YTBEPXKAaTh, UTO BCE YIJe-
pOOHBIE HAHOTPYOKM SIBISIIOTCS OTHOCTCHHBIMH, a
paszfefeHre UX CKOTIJIEHU I B METaHOoJIe MpeaoTBpaliia-
eT noBpexaeHue nmosepxHoct YHT u obecrieunBaet
CHMXKEHUE MX CKJIOHHOCTH K ITOCJIEAYIONIei arioMme-
pauuu.

VYrinepoaHble HaHOTPYOKM 00JaJaloT XOpOIei
BIIEKTPOIIPOBOMTHOCTBIO, BHICOKMMU 3MUCCUOHHBIMU
XapakKTePUCTUKAMU, XUMHMYECKOW CTaOUJIBHOCTBIO
IIPU CYIIECTBYIOIIEH MTOPUCTOCTU, a TAKKE CITOCOOHO-
CTBIO IPUCOCAUHSATE K ceO¢ pa3saInyHbIe XUMUYCCKIE

Tabnuua 1. Xummu4eckuii coCcTaB UCXOAHOI NbINU KPEMHMEBOTO NPOU3BOACTBA, MEHHOT0 U KAMEPHOro NPOAYKTOB
Table 1. Chemical composition of initial silicon production dust, froth and flotation tailings

Conepxanue, mac. %
HanmeHoBaHMe
C SlOz Na20 MgO A1203 P205 SO3 K2O CaO T102 MnO F6203 V205 Cl
W cxonHast nblib 44,59 52,55 0,086 0,165 0,295 0,059 0,947 0,255 0,841 0,01 0,0172 0,157 — -
TleHHBII TPOAYKT 74,04 21,25 025 0,12 036 006 1,94 0,16 0,71 0,01 0,02 0,53 0,01 -
Kamepusiit npogykr 22,04 75,12 0,252 0,182 0,746 0,061 0,238 0,209 0,448 0,0064 0,015 0,629 — 0,017
Powder Metallurgy and Functional Coatings = 2021 = Vol. 15 = N3 7
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pagukaisl [10—16]. DT ocobbBIe cBoiicTBa 0OeCIeYH-
BalOT BBICOKYIO BocTpeboBaHHOCTL YHT Bo Bcex 00-
JIACTSX MaTepUaJIOBEICHMS.

M3BecTHO, 4TO yIIIepOAHBIE HAHOTPYOKW ITONTY-
yaloTcs B pesyibraTe agecyonmmauuu rpacpura. Ilo

Puc. 1. COM-u300paxeHu st IEHHOTO MPOAYyKTa

a — 1niocje GaoTauuu (KOHIJIoMepaThl OIHOCTEHHBIX YTIEPOIHbBIX
HaHOTPYOOK); O, 6 — 1ocyie 00pabOTKM IJIABUKOBOM KUCIOTON
Fig. 1. SEM image of froth

a — after flotation (conglomerates of single-wall carbon
nanotubes); 6, 6 — after hydrofluoric acid treatment

maHHbIM [10] Temmepatypa o6pa3oBanuss YHT co-
crasiget 2700 °C, a reMmriepaTypa CyoauMamum yriaepo-
ma — 3780 K.

B xome uccnemoBaHus OBLUIM OTNpeaesieHbl OCHOB-
Hble (U3MKO-MEXaHUYECKUE XapaKTEPUCTUKU YTIJie-
PONHBIX HAHOTPYOOK: MOIYJb YIPYTOCTU COCTaBUJI
2000 I'lTa, npenen mpouHoctu — 75 I'Tla, Tenaomnpo-
BogHocTh (mpu T = 300 K) — 4000 Br/(Mm'K). Takum
00pa3oM, B pyTHO-TEPMUYECKOI MeUr CO3MAI0TCST He-
obxonumeble ycioBus s oopaszoBanust YHT ¢ Beico-
KUMU HU3NKO-MEXaHUIECKMMU CBOMCTBAMU.

JInst olleHKM KOJIMYEeCTBa TerJja, HeoOXOIMMMOTO
st nonyuenus 1 kr YHT, npouecc obpaszoBaHus Ha-
HOCTPYKTYP ObLJI MPENCTaBJICH B CJAENYIOIIEM BUIE:

CF (2973K) CYHT (2973 K) + AHO!

rae AH(}— TEeIJIOBOM 3(peKT peakliuu, TeraoTa 00-
pa3oBanus YHT.

CoryacHO JTUTepaTypHBIM JaHHbBIM [15, 16], Terio-
ta cropanusi YHT cocraBnser —143 kJx/r [15, 16].
Tak KaKk MoJIbHAs TEIIOTa CTOpaHUs IrpadurTa COCTaB-
nsteT —395 kJIXK/MOJb, 3HaUCHUE YACTBHON TEIIOTHI
cropanus (mpu T = 298 K) MoxeT ObITh OIlpeaeieHO
CIIEAYIOIIMNM 00pa30oM:

0=-395/12=-32,92 kJIx/T,

AH%=-32,92 — (—143) =
= 110,08 xJIx/r = 110080 [Ix/T.

ITockonbky npouecc oopazoBanust YHT snpotep-
MUYECKU1, onpeneaeHue 3HaueHU s TeMJI0Boro 3¢ gex-
Ta npoBoauoch npu temmeparype 2700 °C (2973 K)
no ypaBHeHU10 Kupxroda:

o , 7
AHp =AH; + [AC,,
298

AC, = Cyynt — Chrps

rae AC, — yaesbHask TerIoeMKOoCTh npouecca; Cpyyt
u G, ., — rerioemkoctu YHT u rpadura.

[Mpunumast C,yyr PaBHOW TEMIOEMKOCTH TBEp-
Ioro rpaduTa Ipu BEICOKMX TeMIIepaTypax, CpeaHee
sHaueHue Cy; yyr cocraBut 3,1 JIk/(rK). Eciu cun-
TaTh ra3000pa3HbIil rpacUT MIeaTbHbBIM OJHOATOM-
HBIM [a30M C TeMJI0OeMKOCThI0 C)) = 5/2R (R — yHuBep-
caJibHasl Ta30Basi MOCTOSIHHAS), TOT/IA B IepecueTe Ha

yriaepon €ro yacjabHasd TEMMJIOEMKOCTb COCTaBUT

C

ya.c,r = (8,31 /(2:12) = 1,73 Ax/(r-K),

AC, = 3,1 — 1,73 = 1,37 Ik /(rK),
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Tabnuua 2. TennoBoit 6anaHc 3NEKTPONIABKU TEXHUYECKOTO KPeMHUS

Table 2. Heat balance of commercial silicon electric smelting

ITpuxon KBT'u % Pacxon KBT-u %
Ddusnyeckoe TEIMIO MIUXThI 36,76 0,19 Teruio aHAOTEPMUYECKUX peaKLIUii 9739,78 2,05
DeKTPOSHEPTHs 3772,44 20,16 gzgﬁag;;g?f;i;f; ‘1;’;;?;?;;12 693,41 3,71
DK30TepPMUYECKIE PeaKIIun 14904,4 79,64 Tero, yHocuMoe npu yoaJieHUM 1uUIaka 58,15 0,31
Terno, yHocuMoOe ¢ TIBUIBIO 339,06 1,81
Terno oTxoasIIMX ra3oB 3836,93 20,5
Teruto Ha HarpeB U UCIapeHNe BOIbI 237,07 1,27
Teruto Ha o6pa3zoBanue YHT 3809,17 20,4
Hroro 18713,6 100 Hroro 18713,6 100

AHOT= 110089 + 1,37- (2973— 298) =
= 113753,75 Ax/r = 113,754 xJIx /T =
= 113,75103 KJX/Kr = 113,7-10° Jx /KT,

rae Cy, ¢ r — YAeJbHas TEIIOEMKOCTD CYXOro TOMoY-
HOTO Ta3a.

Omyckasi MaTreMaTWyeCcKHWe pacyeThl, IpUBeIeM
UTOIOBBIM BSHEpPreTUYeCcKuit OajaHC 3JIEKTPOILIaB-
KM TEXHUYECKOTO KPEMHUS I MEYM MOLIHOCTBIO
16,5 MBA [9]. PacueT ObLI mpou3BeaeH Ha 1 T TeXHU-
YeCcKOoro KpeMHus (tabn. 2).

PacueTr KoJmyecTBa Temnja, HEOOXOAMMOro AJd 00-
pazoBanus YHT. YraneponHbsie HaHOTpyOKH OOHapy-
JKEHBl 3KCIIepUMEHTabHO. M3BeCTHO, UTO Ipolecc
nX 00pa3oBaHUSI — SHIOTEPMUUCCKUM, T.e. TPeOYIO-
muii 3atpat temaa [10, 11]. [ToaToMy KOTMYECTBO TET-
Jla, KOTOpOe IIpU 3TOM HEOOXOAMMO, COOTBETCTBYET
Pa3HOCTH MEXIY MOCTYMAIOIIUM B IPOLIECC TEILJIOM,
BBIIIETISIEMBIM B pe3yJbTaTe 3K30TEPMHUUYECKUX ITPO-
1IECCOB, U IOIJIOLIaeMbIM TEIIJIOM (RHAOTEPMUYECKHUE
peaklny, OXJIaXXIECHWE pacIliaBa, TEIJI0, YHOCHUMOE
MU yoaJIeHU! W3 TIeYM 1I1aka M ITbUIU, a TaKXe TIpr
HarpeBe U UCIIapeHU U BOJIbI):

0= 18713,57 — 14904,4 = 3809,17 x Bt"u.

Pacuer konmuyecta YHT, oGpasylomuxcsa B npo-
necce MOJYYEHHS] TEXHMYECKOr0 KpeMHHsA. YIelbHas
teryoTta ¢hopmupoBaHusgs YHT B ycioBusix aaekTpo-
TEPMUYECKOTO MPOIIECCa COCTABIISIET

0 = 113,7510° k Ik /kr = 31,59 K BT-4/KT.

CornacHO TerJI0BOMY OajlaHCy MPU 3TOM PaCXO.
TeroBoi sHepruu cocTaBut 3809,17 kBr4, T.e. 32 1 4
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MoxeT obpasoBatbes 3809,17 / 31,59 = 120,59 kryyt /4,
aHa |l TkpemHus: 120,59-1,27 = 153,14 xr (KI1J mpo-
necca cocraBisieT 15 %). B aToMm ciiyyae KOJIM4ECTBO
dopMupyromuxcs HaHOTPYOOK Ha 1 T KpeMHUS co-
craBut 153,14-0,15 = 22,97 xr.

HccaenoBanue cocraBa KamepHoro mpoaykra. Ka-
MEPHBIU MPOAYKT (CM. TabJ1. 1) B CBOEM COCTaBe Coaep-
XKUT aMOp(@HBIN (cheponan3npOBaHHBI) KpeMHE3EM
(AMK). Ha puc. 2 npeactaBiaeHbl COM-u300paxeHus
ero yactull. BugHo, yto yactuust SiO, numelot chepu-
Yyeckyo Gopmy, a uxX pasMep U3MEHSIETCS B IIIMPOKOM
nuarmasone — ot 100 M 1o 5 mxM. bonee menkue yac-
TULIBI, 00Namalolre 0ojee BBICOKOW MOBEPXHOCTHOM
SHEPruei, NpuIrIaT K MOBEPXHOCTU Oojiee KpyIl-
HBIX (puc. 2, 6). BoznmeiicTBue Ha yactuisl AMK cdo-
KYCUPOBAaHHBIM ITYYKOM HMOHOB TaJUIUSI TO3BOJIMIIO
YCTaHOBUTb, YTO OHU 00JIaJAIOT MOJIOH CTPYKTYpPOIt
(BCcTaBKa Ha pWC. 2, ).

AMOpP(DHBIIT MHUKPOKpPEMHE3eM SIBJISICTCS Marte-
puajoM Iupokoro InpumeHeHus. Haumbojee vacrto
OH HCHOJIb3yeTCS IJsI MPOM3BOIACTBA 0COOOr0 BHIA
CUJIMKOHOBOU pE3WHBI, B Ka4eCTBE aACOpPOEHTa, KaK
COCTaBHasl 4acTb CTPOMTENBHBIX CyXUX CMeceil WiIu
B JJAKOKPACOYHOU MPOMBIIICHHOCTH. OH SIBISICTCS
IMOCTOSTHHBIM KOMIIOHEHTOM JIJIsI MHOTUX MPONXYKTOB
U u3Aeauii map@oMepHOil MPOMBILIIEHHOCTH. s
HEKOTOPBIX BUIOB IMMHHON PE3WHBI, MPUMEHSICMOMI
LTSI TIPOU3BOICTBA BEICOKOKAYECTBEHHEIX ITOKPHITIIEK,
B KauyecTBE HAIMOJHUTENSI TakKxke MOXET MCIO0Jb30-
BaTbcsi AMK ¢ ITOBOJIBHO XK€CTKUMU TEXHUUYECKUMU
XapakTepuctukamu [26—35].

Haubonee nmepcneKTUBHBIM SIBJISIETCS MPUMEHE-
Hue AMK B KayecTBe MCTOUHMKA KPEMHHUS B MpO-

9



Y3Bectus By3oB. [lopolukoBas MeTansyprns v QyHKUNOHabHbIE MokpeiTug - 2021 - T. 15 - N2 3

1ecce MPOU3BOACTBA JIMTEHHBIX CUJIYMUHOB [6, 7].
[Monyyenusblie B padote [9] naHHBIE CBUAECTENBCTBYIOT
0 BO3MOXHOCTHM TPOMBIIIJICHHON peaan3alus pas-
paboOTaHHOW TEXHOJIOTUM TIOJYYEHU S TO3BETKTUYEC-
KMX, 3a9BTEKTUYECKUX U 3BTEKTUIYECKUX CUITYMUHOB,
IMO3BOJISIONIE MOBBICUTH 3(D(OEKTUBHOCTD CYIIECT-
BYIOILIETO TEXHOJIOTMYECKOIo IIpoliecca IOJIyYeHUs
CIIJIABOB 3a CUET YaCTUYHOIO HCKJIIOUCHMS U3 HETO
SHEPro3aTpaTHON CTaAUM MPON3BOACTBA TEXHUIECKO-
ro KpeMHHMsI, a TaKXKe CHU3UTh KOJIOTMUYECKYIO0 Ha-
IPy3Ky Ha OKPYKalollyIo cpeny.

Pacuer KoiM9ecTBA TEmIa, HEOOXOAMMOTO JJ1s 00pa-
3oBaHusA aMmop¢HOro MUKpoKpeMHe3ema. B HacTosee
BpeMsl OTCYTCTBYET €IMHOE€ MHEHUE OTHOCUTEIbHO
mexaHu3ma popmupoBaHuss AMK. Ho ero cyuiectBo-
BaHMUeE SIBJISIETCS 9KCTIEPUMEHTAJIbHBIM (PaKTOM.

B xone ncciienoBaHuii ObIJIO YCTAaHOBJIEHO, YTO KO-
JINYECTBO KaMEePHOTO MPOAYKTa, BXOASIIETO B COCTAaB
ITBLIY IIMKJIOHA, Ha 1 T KpeMHMUsT cocTaBisieT 336,35 KT.
CortacHo JaHHBIM Ta01. 1 B HeM comepxkutcest 75,12 mac.%

cheponIM3MPOBaAaHHOIO KpeMHE3eMa, UTO COCTABIISIET
252,67 xr Ha 1 T KpEMHMUS.

Cdepounuzaliys npeacTapisieT coOol mpolecc me-
pexona KpUCTaJaoB (MJIACTUHYATOW MM MTOJbYaTOM
¢dopMBl) B INIOOYIAPHYIO (CheprIecKyI0). DTO CBSI3aHO
C T€M, YTO IIPU BBICOKOI TeMIlepaType YBeIMUNBACTCSI
CKOpOCTh IUP(PY3un U yMeHblIaeTcs CBOOOIHAs T0-
BEPXHOCTHAS SHEPTHSA. A TI0 CPAaBHEHUIO C YaCTUIIAMU
HenpaBUJIBHON (DOpMBI cheprmIecKHe YaCTUIIBI MEIOT
HaMMEHbIIYIO TOBEPXHOCTHYIO SHEPTUIO.

Yactuunsl chepounnusupoBanHoro AMK 3acny-
XKWBAlOT 0CO00TO0 BHUMAaHWS, IMOCKOJIBKY 00JagaroT
0O0JIBIIION YAECJIbHOU MOBEPXHOCThIO, UTO JIeJIaeT 3TOT
MaTepraj He3aMEHUMBIM B IIPOU3BOACTBE KOMITO3UT-
HBIX MaTepHaJioB — CTPOUTEIBHEIX CMecell, Kpacok,
pPE3UH, aiCOPOEHTOB U T.1.

B xone uccnegoBaHuii ObLI IMMPOBEAEH TePMOAMHA-
MUYEeCKHNI aHAJIN3 XUMUUECKUX ITPOIIECCOB, B PE3YIhb-
TaTe KOTOPBIX MOXET OBITh IMOJyYeH aMOPMHbBIA MU-
KpokpeMHe3eM (TabJ1. 3). Kak BUmHO 13 IpuBeIeHHBIX

a 7]
Puc. 2. COM-u3o06paxkeHu st KaAMEPHOTO MPOAyKTa (YaCTUIIBI KpeMHe3eMa chepruuecKoit opMbI)
Fig. 2. SEM images of flotation tailings (spherical silica particles)
Tabnuua 3. TepmoauHaMnyeckne AaHHble npoueccoB nonyyeHus AMK
Table 3 Thermodynamic data on amorphous microsilica formation mechanisms
No Mporece AH, AS, AG, T,K
B P KJIX/MOJb JIx/(Monb K) KJI>X/MoNb He Oouee
1 SiC + 2H,0 — SiO, + CH, —414,25 —143,33 —371,538 2890
2 2SiC+ 30, — 28i0, + 2CO —1939,19 —124,41 —1902,116 15587
3 Sigx) + 0, — SiO, —943.31 -201,75 —883,189 4675
4 28i0 + CO, + HyO() — Hypy + CO + 2510, —1064,03 —401,77 —944,303 2648
5 2Si0 — SiO, + Si —645,53 —330,84 —546,94 1951
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JMaHHBIX, BCe MeXaHU3Mbl obpazoBaHuss AMK moryt
MMETh MECTO, MMOCKOJIbKY BeJIMuuHa sHepruu ['mbobca
KaXJI0T0 IpoIlecca UMEeT OTpUllaTeIbHbIE 3HAUCHU .
HauGonbimeit TepMoOgMHAMUUYECKON BEPOSTHOCTHIO
o0JiazaeT mpouecc OKUCICHUsI KUCIOPOJOM BO3ayXa
TBEPIBIX YACTUI] KapOuma KpeMHus (cM. Taou. 3, 1. 2).

ITpu aTOM BCe NpUBEACHHBIE MPOIECCH 00pa3o-
BaHUS aMOP(MHOT0 KpeMHe3eMa 3K30TepMUYECKUE.
Jnst pacuera KOJIUYECTBA TEIIA, BBIAEISEMOTO TpU
obpazoBanuu 252,67 xr AMK, BbIOpaH mpolecc J.
ITockoNbKY 3HTaNBIMUS €ro 00pa3oBaHUSI COCTABIISI-
et AH = —645,53 k]JIx/Monb, npu GOPMUPOBAHUM
252,67 kr cheponnuszupoBanHoro AMK BeigensieTcs
(252670-645,53) : 60 : 3600 = 755,1 kB4 Tenna.

Pacuer 3KoHOMHYecKOH 3¢)GEeKTHBHOCTH HCHOJIb-
30BaHMsA MUKPOKpeMHe3eMa [IJIs MOJTyYeHUs JUTEeHHbIX
cuaymuHoB. B xone pacueta oO6beMm mpopax crijiaBa
Ob11 paccunTaHd Ha 15 maH most. CHIA (8036 t/ron).
CpenHssl 1leHa Ha KPUCTAJIMYECKUIl KPpeMHUH CO-
craBisier 2250 moiui./T, a HA MHMKDPOKpPEMHE3eM —
25 nonn./t. [Tockonbky B AMK conepxxaHue KpeMHU st
npocturaeT ~50 %, To CTOMMOCTD YBEJITUIUTCS B 2 pa-
3a — g0 50 goJur./T.

TakuM oOpa3om, pa3HWIIa B IleHaX Ha KpUCTaJ-
JIMYECKUN KPEMHU 1 MUKPOKPEMHE3eM COCTaBJISIET
2200 monn. IloreHuumanbHas OOIOJHUTEIbHAS MPU-
OBLITB (HE YUYUTHIBAIOIIAS 3aTPAT HA OPraHU3ALIMIO TEeX-
HoJyioruii) Ha 1 T crinaBa (7 % Si) cocTaBUT

P=2200-0,07 = 154 gomnn./T.

C yyeToM MJIaHMpyeMOoro odbemMa IMPOU3BOACTBA
CIIJIABOB TOAOBAasl NMOTEHIIMAJbHASI MPUOBLLIb (OISThH
Ke 0e3 3aTpar Ha OpraHM3alMio IIpolecca) IMpu Hc-
MOJb30BAHUY HOBBIX TEXHOJIOTUN MOJAYyYEHUS CUIY-
MMHOB OyJeT CAeAYIOLLCH:

P=154-8036 = 1 237 544 non.

OpueHTUPOBOYHBIE 3aTpaThl Ha pa3paboTKy U
BHEAPEHME KaXXKIOTO HaIlpaBJIeHHUS HOBBIX METOIOB
TMOJIyYeHU I CUJIYMUHOB (pa3paboTKa MPOeKTHOM 10-
KYMEHTAIIH, U3rOTOBJIICHUE YCTPONCTBA IS MOoJaYn
u BBoaa SiO, B aTIOMUHMEBDII pacnjiaB, MaTepuaibl U
OCHACTKa JIJIsl YCTPOUCTB, CTPOUTEIILHO-MOHTAaXHbIE
Y MyCKOHAaJIaAouHbIe pab0Thl) cocTaBsT 443478 no.

ITockombky B cllydae MCIOJB30BAaHUS MUKPO-
KpeMHe3eMa KpeMHMII HaXOMUTCS B CBA3aHHOM CO-
CTOSIHUU, ObIJIa ompeaeeHa ce0ecTOUMOCTh Mpoliec-
ca ero BOCCTaHOBJICHUS aJJIOMUHUEM, BKIIIOUAIOIIAs B
ce0s1 TaKMe COCTaBJISIONINE, KaK:

— MaTepuajibHble 3aTpaThl (KOMIJIEKTYIOIIUE —
CMEHHBIC POTOPHI U3 OOPOCHINIIMPOBAHHOTO rpadu-
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Ta, JIONATKU JUISI CHSTHS 1IJIaKa, TePMOITaphl; BCIIOMO-
rateJbHble MaTepuajbl — (IIIOCHI, DJIEKTPOIHEPTUS);

— 3aTparhl Ha OILJIaTy TPY/a;

— OTYMCJIEHUS Ha COIIMaIbHBIC HYKIBI;

— aMOpTHU3al M OCHOBHBIX (DOHIOB;

— Mpouue pacxonbl (3aTpaThl Ha ypajneHue Al,Os
U ero BTOPUYHYIO MepepaboTKy B 3JIEKTPOJIU3Epax,
PEMOHT U 00CIyXXHWBaHUE YCTAaHOBOK, IMOATOTOBKAa U
o0yyeHue KaJapoB).

B pesyabrate obiiasi ce0eCTOMMOCTh COCTaBUJIa
52 nonn./t. IlpomoJIXXUTEIbHOCTh BOCCTAaHOBJICHUS
MUKpOKpeMHe3eMa, HeOOXOOMMOTO IJIST ITOJYUCHUS
crutaBa, comepxaiero 7 % Si, HAXOoUTCS B AMana3oHe
30—40 MmuH (B 3aBUCUMOCTHY OT MHTEHCUBHOCTH TIepe-
MEIIMBaHUS, TeMIIepaTyphl pacilaBa ¥ BBOOIUMOTO B
HEro MUKPOKpEeMHe3eMa).

JomonHuTeNbHASI TPUOBLIb, OMpeaeJeHHas: Kak
Pa3HOCTh MEXIY BRIPYUYKOM OT peaan3alliy CILJIaBa,
MOJyYeHHOT'0 IO TPAJAMIIMOHHON M HOBOM TEXHOJIO-
rusiM, coctaBuiia 102 most./T. Takum o6pasomM, ¢ yde-
TOM BCETO 00beMa IIPOU3BOMICTBA CIIJIABOB (Ha 15 MJIH
JI0JI1.) 0011Iasl ee BeJMYMHa OyIeT paBHa

P=102-8036 = 819 672 mo.

Ha ocHOBe cyMMBI KalTMTAJIBLHBIX 3aTPaT U PUOBI-
JIW, TIOJIyJYaeMOoli B XOlle pean3alluu IMIPoeKTa, MOXET
OBITH OIIpeeICH CPOK €T0 OKYITaeMOCTH:

C =443 478 / 819 672 = 0,54 (~6 mec.).

Takum o06pa3zoMm, TEXHOJOTUS TOJYUYEHMS CHUJTY-
MUHOB C MCHOJb30BaAaHUEM aMOP(PHOTO0 MUKPOKPEM-
He3eMa XapaKTepu3yeTcsl ObICTPOMl OKYIaeMOCThIO, a
€€ BHEeIpeHUEe CIIOCOOHO 00EeCHeYMTh 3HAYUTETbHOE
MOBBIIIIEHUE SKOHOMUYECKON 3(G(PEKTUBHOCTU JHU-
TEUHOTI'O ITPOMU3BOACTBA.

BoiBOAbI

1. DKcneprMEHTaIbHO YCTAHOBJICHO, YTO IIBLIb
IIMKJIOHOB KPEMHUWEBOTO TIPOM3BOICTBA COAEPKUT
OAHOCTEHHBIE YIJIePOAHbICe HAHOTPYOKH U aMOP(HBI i1
MUKpOKpeMHe3eM. IlokazaHa BO3MOXHOCTh pa3ie-
JICHUSI JaHHOTO TPOAyKTa MeToaoM GJoTauuu Ha
3 cocTaBisiolIe — MeCKOBYIO (paKIMI0, KAMEPHBI
MPONYKT, oboramieHHbI SiO,, U MEHHBbI NMPOAYKT,
o0oraleHHbIl yriepoaoM B dopme YIIepOAHBIX Ha-
HOTpPYOOK.

2. Pe3ynbTaThl IpOBENEHHBIX PAcUCTOB MOKA3aJH,
YTO B XOJ/Ie SHJOTEPMUUYECKOTO Mpollecca MOTyUYeHU T
1 T KpUCTaJJIMYECKOr0 KpeMHUs obpasyercst 153 kr
yIJepoaHbIX HAHOTPYOOK. [1pu 3TOM IIpU MoOJyYeHU U
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1 T xpemMHUs Ha obpazoBaHue YHT 3arpauuBaercs
3809,17 x Bty sHeprumu.

3. O6bsicHeH MexaHU3M obpaszoBaHusi YHT mpu
MOJTyYeHU W KPUCTAIIMIECKOT0 KPeMHHUS B Tpexdas-
HBIX pyIHO-TepMUYECKUX Tedax. MeTomom martema-
TUYECKOT0 MOIEJIMPOBAHUSI OIPEAEICHBl OCHOBHBIC
(bmzmKo-MexaHMUYeCKUe XapaKTEePUCTUKKM HAHOTPY-
60k: Mmoayab yrpyroctu — 2000 I'Tla, mpeaen nmpoyHo-
ctu — 75 I'Tla, rerionpoBonHocts (pu 7= 300 K) —
4000 Bt/(M'K).

4. Pacuetsl TenyioBoro adexra u s3Heprum ['mdoca
peaknuii o0pa3oBaHUA YACTHI aMOP(GHOTr0 MUKPO-
KpeMHe3eMa MoKa3ajau, YTO BCe MPOLECCHI SIBIISIOTCS
9K30TEPMUYECKUMU, a HAMOOJbIICH TepMOTUHAMMU-
YEeCKOM BEpPOSTHOCTBIO OOJamaeT peaKIUs OKMCJe-
HUSI KMCJIOPOIOM BO3/IyXa TBEPABIX YaCTHUI] Kapouaa
kpemHu4 (25iC + 30, — 28i0, + 2CO).

5. Pacuer skoHoMuueckoii 3(GEOEKTUBHOCTU HC-
MOJIb30BaHUS aMOpPGHOro KpeMHe3ema JJs Mojayye-
HUSI JTUTEWHBIX CUJIYMHUHOB IEMOHCTPUPYIOT OBICT-
PbLiA CPOK OKYyIlaeMocTH (6 MecC.) U BBICOKHIA YPOBEHb
JIOXOAHOCTH npoekTa (819 672 nost.).

Hccnedosanue evinoanero 3a cuem epanma no ¢MHCIHC060L7

nodoepaicke HayuHo-nedaeocuyeckux Korrekmueoe UPHUTY
(npoexm Ne 02-DIIK-19).
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AHHOTauua: [McTepesncHsle cniaBbl HAa 0cHOBe cucteMbl Fe—Cr—Co npeacTaBnsioT Hay4HbliA M NPakTUYECKNIA MHTEPEC, B Nep-
BYIO O4YepEe b 32 CHET TEXHOJIOMMYHOCTU N3rOTOBJIEHMS, BLICOKOIO YPOBHS U TEMMEPATYPHOW CTabUIIbHOCTU MarHUTHbIX CBOWCTB,
obecnevmnBaiomnx TpebyemMble aKCnayaTauMOHHbIE XapakTePUCTUKN TMCTEPEIMNCHBLIX MArHUTOB, TakMe Kak ocTaToyHas MarHuT-
Has MHOYKUMS, KO3PLUUTMBHASA cuna n KoadPUUUEHT NPsMOYronbHOCTM NeTnu. Lienbio paboTbl IBASNOCE PErynMpoBaHme n cta-
6unnsauns MarHMTHbIX CBOMCTB rpeOHeBOro cnaasa Ha ocHoBe cuctembl Fe—Cr—-Co ¢ MCMnosib30BaHMEM MOBTOPHOMO CTapeHus.
MccnepoBaH MarHMTOTBEPAbI NOPOLLKOBLIV cnnas 22X15K4MC nocne 3akankm 1 MHOFOCTYNeH4aToro ctapeHus. 3aroToBkuy Mno-
Jly4eHbl METOLOM XONIO4HOMO NpeccoBaHunsa npu gaesneHun 600 MlMa n nocneayowymMm crnekaHem B Bakyyme. O6pasubl, nony-
YeHHble crekaHnem B o.-dase B NpUCYTCTBUM XUAKON (adbl, 06pasyoLeincs npy KOHTaKTHOM MAaBAeHUN, UMEN MOPUCTOCTb A0
1 %. KoHueHTpaunoHHas HeogHOPOAHOCTL pacnpeneneHms xpoma n kobansta coctasuna 0,06-0,08. MeTogamum anekTpoOHHOW
MWKPOCKOMUN ONpeaesieHbl NapaMeTpbl MarHUTHOW CTPYKTYPbl CNiaBa. YCTaHOB/IEHA CBA3b KMHETUKM POPMUPOBAHUSA MArHUT-
HOW CTPYKTYPbI NPY CTAPEHUN N YPOBHS MarHUTHbLIX CBOWCTB. [locne ctapeHns TOHKas CTpykTypa cnnaea 22X15K4MC npeacTtas-
nsna cobon BbITAHYTbIE y4acTKn 04-dasbl B MatTpuLe ns dy-$asel. llocne nepsort CTyneHn CTapeHns cpeaHne pasmepbl YacTuL,
04-dasbl COCTaBNANM OKONO 124 HM B ANVHY 1 MOPSAKa 44 HM B LUMPUHY U MOCJIE OKOHYaTENIbHOrO CTapeHns He naMmeHanuce. MNoka-
3aHa BO3MOXHOCTb PErYMPOBAHNS MarHUTHbIX CBOMCTB MOBTOPHLIM CTapeHneM 6e3 nepesakasiku. YCTaHOBIEHO HE3HAYUTESb-
HOE N3MeHeHue pa3mepoB 1 MOP@OSIOrMM YacTuL, MarHUTHOM ¢asbl B NpoLecce ctapeHus. OnpeaeneHo BAUSHUE KONMYeCcTBa
LLMKIOB MOBTOPHOIO CTapeHUs Ha CTabuibHOCTb MarHUTHbLIX CBOMCTB BO BPEMEHN.
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Control of hysteretic properties in powder alloys based on the Fe—Cr—Co system
M.A. Marieva, A.A. Shatsov
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Abstract: Hysteresis alloys based on the Fe—Cr-Co system are of scientific and practical interest, primarily due to their high man-
ufacturability, high level and temperature stability of magnetic properties, which provide the required hysteresis magnet perfor-
mance including residual magnetic induction, coercive force, and loop squareness ratio. The research was aimed to control and
stabilize the Fe—Cr—Co ridge alloy magnetic properties using reageing. The 22Kh15K4MS hard magnetic powder alloy was inves-
tigated after quenching and multistage aging. Billets were obtained by cold pressing at a pressure of 600 MPa and subsequent
sintering in vacuum. The samples obtained by sintering in the o phase in the presence of the liquid phase formed during contact
melting had a porosity of up to 1 %. The concentration heterogeneity of chromium and cobalt distribution was 0.06-0.08. The alloy
magnetic structure parameters were determined by electron microscopy. The relationship between the magnetic structure forma-
tion kinetics during aging and the level of magnetic properties was established. After aging, the fine structure of the 22Kh15K4MS
alloy was represented by elongated o, phase sections in the a, phase matrix. The average particle sizes of the o, phase were
~124 nm in length and =44 nm in width after the first stage of aging, and they remained the same after final aging. It was shown that
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itis possible to control magnetic properties by reaging without repeated quenching. A slight change in the size and morphology of
magnetic phase particles was observed during aging. The influence of the number of reaging cycles on the stability of magnetic

properties over time was determined.

Keywords: hard magnetic alloy, powder alloy, magnetic properties, spinodal decomposition, Fe—Cr-Co.

Marieva M.A. - Postgraduate student of the Department of physical metallurgy, heat and laser treatment of metals,
Perm National Research Polytechnic University (614990, Russia, Perm, Komsomolsky pr., 29).

E-mail: marievamar@rambler.ru.

Shatsov A.A. - Dr. Sci. (Eng.), Professor of the Department of physical metallurgy, heat and laser treatment of metals,
Perm National Research Polytechnic University. E-mail: shatsov@pstu.ru.

For citation: Marieva M.A., Shatsov A.A. Control of hysteretic properties in powder alloys based on the Fe—Cr-Co system.
Izvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional’nye Pokrytiya (Powder Metallurgy and Functional Coatings). 2021.
Vol. 15. No. 3. P. 14-21 (In Russ.). DOI: dx.doi.org/10.17073/1997-308X-2021-3-14-21.

BeeneHue

B npeun3zMoHHOM MNPUOOPOCTPOCHUU IIUPOKOE
MMPUMEHEHME HaXOMsIT TUCTePE3UCHBIE MAarHUTHI, UC-
MOJIb3yeMble B COCTAaBe CUHXPOHHBIX ABUTATENICH Ha-
BUTAlIMOHHBIX cucTeM [1]. MarHuToTBepable CraaBbl
Ha ocHoBe cuctembl Fe—Cr—Co (XK) npeacraBasiior
HAy9YHBIMA W MIPaKTUYECKUIT MHTEpeC, B IMEPBYIO OYe-
pelb 3a CUeT XOpolllel TeEXHOJOTMYHOCTU U3TOTOBJIE-
HUsI, KOPPO3UOHHOM CTOMKOCTHU, BLICOKOTO YPOBHS U
TeMIepaTypHOU CTAaOMIIBHOCTA MAarHUTHBIX CBOMCTB,
obecreyrMBalOIIMX TpedyeMble 3KCIJyaTalluOHHBIE
XapaKTepUCTUKU TMCTEPE3UCHBIX MATHUTOB [2—4].

Tak, B pabore [5] moka3aHa BO3MOXHOCTb JTOCTU-
JKEHWSI MAaTHUTHBIX CBOWMCTB Ha ypOBHE CILJIABOB aJi-
HUKO (Al—Ni—Co). OgHUM U3 NEePCIEKTUBHBIX MaTe-
pHAJIOB IJIsI TUCTEPE3NUCHBIX CUCTEM SIBJISETCS CILIaB
22X15K4MC, nmo3BoJISIIONIMI peasnu3oBaTh TPeOyeMblid
YPOBEHb U CTaOMJILHOCTb IIapaMeTPOB MarHUTHOTIO
TUCTepe3nca N 00JaJaloIINii BEICOKUMHU TEXHOJIOT Y-
HOCTBIO U MEXaHWUYEeCKOW IMpodHocThio [6]. Ero mar-
HUTHBIE CBOMCTBa oOecreunBaeT CTPYKTypa, Mpel-
CTaBJIs0LAs HAHOpa3MepHblE BblAeIeHUsT 0y-(da3bl B
0,-(haze MaTpuLbl, HOPMY U pazMepbl KOTOPBIX MOXKHO
peryimpoBaTh TEpMUYECKUM Bo3aeicTBreM [7] U mpu-
JIOXKCHHWEM BHEIITHETO MarHUTHOTO TT0JIA [8, 9].

CmaBel XK B 3aKaJleHHOM COCTOSTHUU 00J1aatoT
Xopolleid o6padbaTbiBa€EMOCTbIO U TO3BOJISIIOT MOJY-
YUTh TOHKOCTEHHBIC 3JIEMEHTHI MAarHUTHBIX CHUCTEM
CO CJIOXHOHN (popMOIi, OMHAKO B HEKOTOPBIX CIAyYasix
KO3(GULIMEHT UCMOJb30BaHUSI MaTepuaja IMpu H3-
TOTOBJICHMH C IIPUMEHEHHEM OOpabOTKM pe3aHU-
eM MoxeT ObITh MeHee 50 %. Ha cerogHsIIIHUM 1eHb
IIMPOKO PaclpoCTpaHEHO ITPOU3BOIACTBO MarHUTOB
CJIOXKHOI (DOPMBI C NMOMOLLBbIO METOIOB MOPOIIKOBOMI
MeTaJITypruu, HallpuMep XOJIOMHBIM TPECCOBAaHUEM
MEXaHOJIETUPOBAHHOM IIMXTHI C MOCHEIYIOIIUM CIIe-
KaHueM [2, 10].

Powder Metallurgy and Functional Coatings = 2021 = Vol. 15 = N°3

MeToabsl MOPONIKOBOW METaJUTypIUU MMEIT |
pPSII HEMOCTATKOB, TaKMX KaK 3aKpbiTasl IMTOPHUCTOCTb,
KOHIICHTPAIIMOHHASI HEOTHOPOTHOCTH IT0JIy4aeMBIX
cruaBoB [11] u, ciemoBaTelbHO, MOHUXKEHHBIE Mar-
HUTHBIE CBOICTBA MO CpPaBHEHUIO KOMITAKTHBIMU
aHaJoraMH, IOJYYeHHBIMH JTUTheM U TLIACTUUYECKOMN
nedopmanueit [12, 13]. Cpeau akTyaabHBIX CIIOCOOOB
MUHUMU3ALUN TIePEUMCICHHBIX HEJOCTAaTKOB aKTHB-
HO HCHOJB3YIOT METOH KHAKO(PA3HOTO CIIeKaHUS,
IPY KOTOPOM YacCTh KOMITOHEHTOB BBOJUTCS B IIIUXTY
B BuIe heppoCILIaBOB, UMEIOIIMX TeMIIepaTypy MJjiaB-
JIeHHs (NI 00pa30BaHUSI 9BTEKTUKH) HIKE TeMIIepa-
Typbl cniekanus [14, 15].

B 3aBHCHMOCTM OT pa3MepoB M XapaKTEPUCTHK
n3Ienns TpeOyeMbIi YpOBeHb MarHUTHBIX CBOMCTB
MOXET OBITh HUXKE MaKCUMaJIbHO JOCTUXUMBIX TTOKa-
3aTejieil mpuMeHsIeMbIX CIIaBoB. ONTHMalIbHOE CO-
OTHOIIEHHE OCTAaTOYHOW MAarHUTHON UHAyKUMU (B,),
KO3PUUTUBHON cuitbl (H,) 1 KoadpduuueHTa npsamoy-
rojbHOCTH NeTau (K) JocTUuraercss KOppeKTUPOBKOI
mapaMeTpoB TepMudeckoit oopadorku (TO): remnepa-
TYpbI HarpeBa Ioj 3aKajKy B 3arOTOBKE, TEMIIEPATypPhI
U BPEMEHU BBIAEPXKKU MPU CTYIIEHYATOM CTapeHUU B
okoHYaTeabHOM Buae. OmHako mpu TO BO3MOXHO
MOJIyYeHUE IIUPOKOro Auana3oHa 3Ha4YeHUl MarHUuT-
HBIX CBOMCTB, UYTO HEXEJIATEIbHO IJ151 CEPUIHOTO IPO-
M3BOJNICTBA.

ITo naHHBIM pa6oT [16, 17] ¢ momorkio TO B cra-
Bax cucrtembl Fe—Cr—Co BO3MOXHO peajau3oBaTh
pasnmuyHbBle MOPGhOJOTNYECKHNEe COCTOSHUSA (a3, UX
pacIooXeHWe M 3JeMEHTHBI cocTaB. OgHUM U3
CMoCO0OB KOPPEKTUPOBKM YPOBHSI CBOMCTB MarHu-
TOB SIBJISIETCSI TIOBTOpPHOE cTapeHme. B xome crape-
HUS BBIAEISIOTCS CUJIbHO- U cilaboMarHuTHas da3bl
04 M 0Oy C XapaKTEepHBbIM JJIS KaxJOW TeMIlepaTypbl
YPOBHEM CBOMCTB. bonblras mucmnepcust 1 BO3MOX-
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HOE M3MEHEHME CBONCTB MpPU BbUICKMBAHUU AeTalei
(ymeHblueHue H, BO BpEMEHHU) CYLLECTBEHHO BIUSIOT
Ha CTaOMJBHOCTD XapaKTePUCTUK METAU MAaTHUTHOTO
TUCTEpe3rca 1 BO MHOTOM OINpPEIeasIOT HaJeXHOCTh
padoTHI IPUOOPOB.

Takum o0Opa3oM, BaXHbIM (PAKTOPOM, OKa3biBa-
IOIIMM BJUSIHUE Ha MarHUTHBIE CBOMCTBa JaHHBIX
CIIJIAaBOB, SBJSIETCS HE TOJBKO IMPOMOIKUTEIbHOCTD
BBIACPXKKH [12], HO ¥ KOJTWYIECTBO IUKJIOB OTITyCKA.

Llenp HacTosIIEl paOOTHI COCTOSIIa B peryIupoBa-
HUU U CTAaOMJIM3aIIM MAaTHUTHBIX CBOMCTB I'PeOHEBO-
ro cmaBa Ha ocHoBe cucteMbl Fe—Cr—Co moBTOp-
HBIM CTapeHUEM.

MeToauka ucnepoBaHumn

OOBEKTOM HCCIIeIOBAaHUSI OB  MOPOLIKOBHII
ciaB 22X15K4MC, xuMudeckuii coctaB KOTOPOIO
npuBeneH B Ta6u. 1. B kKayecTBe MIMXTHI UCIOJb30-
BaJIM TOPOIIKM MeTaJlyIoB M crjiaBoB: xpoM [1X-1C
(TY 14-5-298-99), xo6anwr I'TI-OK (TVY 1793-008-92),
xene30 OCY 6-2 (TY 6-09-05808008-262-92), dpeppo-
kpemHuit ®C50 (I'OCT 1415-93) u monubmen MITY
(TY 48-19-69-80). IlIuxTy mpocenBaln Yepe3 CETKY C
pasMepoM S4YeHKHM 63 MKM U YCPEIHSIIM B CMECUTEIIE
CO CMEILIEHHOH OChIO BpallleHU S B TeUeHUeE § Y.

Tabnuua 1. Xumuyeckuii coctas cnnaea 22X15K4MC
Table 1. 22Kn15K4MS alloy chemical composition

ConepkaHre KOMIIOHEHTOB, Mac.%

Cr Co Mo FeSi Fe

22,5 15 4 2 OcH.

B xauecTBe ONMBITHBIX 00Pa31I0B MCIOJIb30BaIU TO-
pouanbl ¢ GOpPMOIT U pa3MepaMu, OJTU3KUMU K CEpUIA-
HEIM JCTAJISIM.

3aroToBKM 00Opa3IoB MOJyYaJau XOJOAHBIM Mpec-
coBaHueM npu gasieHnu 600 MIla u nmocienymommnM
CIIeKaHWEM B BaKyyMe C OCTaTOUYHBIM JaBJICHUEM
1072 Ta mpu ¢ = 1350 °C B Teuenue 2 4. Ux Tepmu-
yeckasli o0paboTka BKiouaja 3akanky ot 1250 °C B
15 %-nom BomHoM pactBope NaCl. B 3akajeHHOM co-
CTOSTHWU 3arOTOBKU 00pa3110B ObLIM MJIACTUYHBIMU U
nMenu TBepaocTh B uHTepBaje 18—25 HRC, urto mo-
3BOJIMJIO 00CCIIeUnTh TpedyeMbie GopMy M TOYHOCTh
pazmepos 10 +0,004 mm.

C menpl0 H3y4YeHHUs MpoIeccoB ¢GopMuUpoBa-
HUSA CTPYKTYPHI UCIIOJIB30BAIN 2 peKMMa CTapeHUS
(Tabj. 2): mepBblii — M ONpeeeHusT KOJUYEeCTBa,
pasmepa U MOpP(OJIOTMM YaCcTULL O4- U O-(Pa3 BKIIO-
YaJ 5 CTyIeHel cTapeHUsT; BTOPOil — IJIsI OLIEHKY CTa-
OMJIBHOCTU MarHUTHBIX CBOWCTB 00OpaslioB C OKOH-
yaTeJbHBIMM pa3MepaMM BKJIouyad 3 CTyNeHU Mpu
temmneparypax 635, 575 u 555 °C B teuenue 40, 50 n
5 MUH COOTBETCTBEHHO C OXJIaXXIEHEM B ITOTOKE BO3-
nyxa. KoppeKTUpOBKY YPOBHSI MarHUTHBIX CBONCTB
IIPOBOAMIIA ITOBTOPHBIMHM LIMKJIAMU CTapeHUS TIpU
YKa3aHHBIX TeMmepaTypax ¢ Bbiaepxkamu 15, 50 u
5 MUH COOTBETCTBEHHO. MCcX0s1 M3 TEXHOJOTMUECKUX
0CODEHHOCTe mpoliecca, 00IIee KOIUISCTBO IIUKIIOB
OBLJIO OTpaHUYEHO TPeEMS.

XUMUUYECKU CcocTaB MOJYYEHHBIX 3aroTOBOK
B BBICOKOKOAPIUTUBHOM COCTOSHHUU OIPEACISIIN
METOZIOM MUKPOPEHTIeHOCIIEKTPaJILHOTO aHaju3a
(MPCA) na anekTpoHHOM MUKpockomne Tescan Mira 3
(Yexms). [nsg omeHKM KOHILEHTPAIIMOHHOM HEOMd-
HOPOMHOCTM pacIpefeieHUsI OCHOBHBIX 3JIEMEHTOB
HUCIIOJb30BaJIM  CTAaTUCTUYECKMI MUKPOPEHTTEHO-

Tabnuua 2. Pexxumbl Tepmudeckoii 00pabdoTku cnnaea 22X15K4MC

Table 2. 22Kh15K4MS alloy heat treatment modes

Pexxum TO Ne o6p. Temneparypa 3akaiku, ‘C Temneparypa crapenus, °C Bpewmst BeIIEpXKKY, MUH

1 635 120
2 635, 575 120, 120

1 3 1250 635, 575, 555 120, 120, 180
4 635, 575, 555, 535 120, 120, 180, 180
5 635, 575, 555, 535, 520 120, 120, 180, 180, 240
1 635 40

17 2 1250 575 50
3 555 5
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CIIEKTPAJIBHEINA M peHTTeHOMIYOPECIIeHTHRIA METOIBI
aHanu3a. KoadduumeHT Bapualum KOHIEHTpallUuU
OIIpeIeISLIIN TI0 pe3yabTraTaM u3MepeHus B 150 Toukax
Ha nui¢pOoBaHHON MMOBEPXHOCTH OOpa3lioB M3 BHIpa-
KEHUS

V=AD/C,

rae D — pucniepcus KOHUEHTpaluu snemeHTa, C —
CpenHsISI KOHIICHTPAIISI.

CTpyKTypy MarHuTHBIX OOpa3loB HCCAeA0BaIU
Ha CKaHHMPYIOIIEeM 3JIEKTPOHHOM MUKpocKore Tescan
Mira 3 u MeTajutorpaduyecKoM CBETOBOM MUKPOCKO-
ne Olympus GX 51 (CILIA).

OcHOBHBIE MapaMeTpbl U (POpMY METIU MarHUT-
HOTO THUCTEpEe3Nca OMBITHBIX 00pa3loB OIpPEHCISIN
Ha rucrtepe3ucrpade Permagraph L (I'epmanus) c
nporpaMMHBIM obecrieueHueM PERMA. Mukpo-
TBEpIOCTh 00Pa3IIOB MOCJIC TEPMHUICCKON 00pabOTKMN
usMepsan Ha npudope KB-30S (I'epmanus) npu Ha-
rpyske 100 1.

CpenHuit pa3Mep 3epeH OLICHWBAJIM 110 pe3yIbTa-
TaM MeTaJuIorpachuveckoro aHajusa ¢ MOMOIIbIO TTPO-
rpamMmHoro obecnieueHust SIAMS Photolab (Poccus).
Pa3H03epHUCTOCTH BEIYMCIISIIN IO OTHOIICHUIO MaK-
CHMaJIbHOTO pa3Mepa 3epHa K CpelHeMy 3HaueHUIOo
[18]. PazHOpa3mepHOCTDb YacTUL 04-(a3bl paCCUUTHI-
BaJIM aHAJIOTUYHO.

PesynbTatbl U UX 06CyXaeHune

KoHTpoIb cocTaBa 3aTOTOBOK OITBITHBIX 00pa31ioB
nokKasajJ HeKOTOpO€ M3MEHEHUE COOTHOIIEHHUS KOM-
TIOHEHTOB B IIpoIleccax CIIeKaHUS M TePMUIECKOI 00-
pabOTKH 1O CPAaBHEHMIO C UCXOTHBIM COCTABOM, UTO
MOXeT OBITh CBSI3aHO C BO3ACHCTBHMEM BaKyyMma Ha

craguu criekaHusl. CocTaB 3aTrOTOBOK OITBITHEIX 00-
pa3loB B CIIEYEHHOM COCTOSSHUU (TabJI. 3), MoJaydYeH-
HBIU TP JIOKAJILHOM PEeHTreHo(ha30BOM aHaJIM3e, Ha
10—48 % ornuyaetcst oT Tpebyemoro (cM. Tabiu. 1) u
COOTBETCTBYET €My IIPU PEHTreHOMIYOPECIIEHTHOM
aHanmu3e oOpasua ueaukoM. [loirydeHHasT KOHIIEH-
TpallMOHHAsI HEOJHOPOMHOCTh CBSI3aHA C HEpaBHO-
MEpHBIM paclipenesiecHueM KOMIIOHEHTOB B Ipoliecce
CIIEKaHWS W UCIIPABIISICTCS 3aKaJIKOM.

Koadduimentsl Bapuaumyu KoHUeHTpauuii Ve, u
Vco B cinase 22X15K4MC onpeneneHbl cTaTUCTUYEC-
kuMm MPCA.

HeonHopomHOCTb pacipeneaeHust XxpoMa 1 KoGajib-
Ta rmoay4uan Ha yposHe V' = 0,06+0,08, 4TO B HECKOIb-
KO pa3 MEHbINE, YeM Y JETHUPOBAHHBIX ITOPOIIKOBEIX
craneit (V= 0,5+0,6) [19, 20], U3roToBJIEHHBIX 10 aHA-
JIOTUYHBIM peXHMaM, U COITOCTABUMO C JAHHBIMU JJIsI
nedopmupyemoro craBa 30X23K (I'OCT 24897-81,
JIOTTyCKAIOI M OTKJIOHEHUE OT CPEHETO COepKaHMU s
KobasibTa ¥ XxpoMa Ha ypoBHe 10 %).

Mukpoctpykrtypa cmiaaBa 22X15K4MC tmoce
3aKaJIKd TIPEACTaBIsIeT COOOM O-TBEPHBI pPacTBOP
(puc. 1, a). Ilpy MHOrocTyneH4YaTOM CTapeHUU B
CTPYKTYpE IIOPOIIKOBOTO CIIJIaBa 00pa3yeTcsl IBYX-
da3HbIl TBEpALIA pacTBOp (puc. 1, 6, 6). CpeaHuii pa3-
Mep 3epHa cocTaBUI 197 MKM, KO3 GUIIMEHT pa3HO-
sepHucroct R = 2,4, nopucrocts — 1,0 %.

CHUMOK BBICOKOTO pa3pelieHUsI CTPYKTYPHI 00-
pa3uoB crmyaBa 22X15K4MC Ha pa3nuyHBIX 3Tarax
cTapeHUsI MpeAcTaBjieH Ha puc. 2. BumgHo, 4TOo OHa
MpencTaBisieT cOO0M BBITSHYTbIE Y4acTKU ¢dasbl o B
MaTtpule U3 o,-¢aspl. CornacHo mMonenu CtoHepa—
Bonbsdapra, koTopass o0bICHSIET NMpoOIeMy TTOBee-
HUS MaJbIX OJHOIOMEHHBIX YacTHIl, IIPOMU3BOJHLHO
OPUMEHTUPOBAHHBIX K BHEIIIHEMY MAarHUTHOMY TOJIO,

Tabnuua 3. XuMuyeckuit COCTaB M KOHLEHTPALMOHHAA HEOAHOPOAHOCTbL NOPOLKOBOro cnnaea 22X15K4MC

nocne cnekaHus u TepmMoo6paboTku

Table 3. Chemical composition and concentration heterogeneity of 22Kh15K4MS powder alloy after sintering and heat treatment

ITapamerp Fe Cr Co Mo Si
ITocne cnekaHus B BaKyyme 1072 Ma npu 1350 °C B TeueHue 2 4
Cp. comepxanue, mac.% 50,01 29,52 12,79 6,18 1,10
IMMocne 3akanku ot 1250 °C B 15 %-Hom BogHOM pacTtBope NaCl
Cp. comepxanue, mac.% 59,3 21,84 14,32 4,03 0,57
KoappuumreHt Bappalinn KOHLIEHTPaLIA - 0,06 0,08 - -
Hucnepcus 6,59 5,21 0,51 0,73 0,018
Powder Metallurgy and Functional Coatings = 2021 = Vol. 15 = N3 T.
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BBICOKME 3HAYEHM I KOAPIMTUBHOM CHUJIBI JOCTUTAIOT-
csl, KOrJa OTHOLICHME AJIMHBI YACTULIBI K €€ JUaMETPY
6oubire 10 [21].

Ilocme mepBoit CTymeHW CTapeHWs CIJlaBa
22X15K4MC cpenHue pa3mepsl yacTul o;-dasbl co-

CTaBASIIU ~124 HM B IUIMHY U ~44 HM B LIUPUHY, a
MocJjie MATOM — COOTBETCTBEHHO ~117 HM u ~44 HM
(puc. 2). Takum 00pa3oM, CTYIIEHU CTapeHUd 2—5 He
NPUBOJAT K POCTY 4acTULL 0y-(a3bl, a 3TO 3HAYUT, YTO
M3MEHEHME CBOIMCTB CIlIaBa 00yCIaBJIMBaeT B IIEPBYIO

Puc. 1. Mukpoctpykrypa criasa 22X15K4MC
nocie 3akanku ot 1250 °C

¢ oxJaxjaeHueM B Bone (a — oop. 1)

M TIOCJIe 3aKajiku + ctapeHue (6 u ¢ — oop. 2 u 4,
cM. TabJ1. 2)

Fig. 1. 22Kh15K4MS alloy microstructure

after quenching at a temperature from 1250 °C
with water cooling (& — Sample /)

and after quenching + aging (6 and ¢ — Sample 2
and Sample 4, see Table 2)

Puc. 2. Crpykrypa o6pasuosB I (a) u 5 (6) crtaBa 22X15K4MC nocie crapeHust
Fig. 2. Structure of 7 (a) and 5 (6) 22Kh15K4MS alloy samples after aging
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ouepenb mepepacnpeneicHue 3JeMEeHTOB Mexay da-
3aMU U OIpelessioliee 3HaYeHUe NMEeT XUMUIECKHU I
cocraB (a3, uTo OBLJIO paHee MoKa3aHo B pabore [22].

Ha 2-i1, 3-i1 1 noclienymoIInX CTaaAusIX HabI0aa 1
nosbilieHUe H, 00pa31oB C yBEJIMYEHUEM KOJIMYECTBa
CTYIECHEN CTapeHUSI ¢ OMHOBPEMCHHBIM CHUXCHHUEM
B, (taba. 4). IIpyn NMOBTOPHOM HarpeBe XapaKTepHBIE
IUIST JaHHOM TeMIlepaTyphbl 3HAYEHUSI KO3PILMTHUBHOMN
CHJIBI M WHAYKIWHW WU3MEHSIJINCh HE3HAYMTEIHHO II0
CpaBHEHUIO ¢ 1-M (MpeablAYyIIMM) HUKJIOM CTapeHus,
M3 3TOTr0 CJIENYEeT, YTO BOCIPOU3BOAMIICS XUMUYE-
CKUii cocTaB ¢as3.

Marepuan obyiagaeT cBoeoOpa3HOi CTPYKTYpPHOI
HaCJIeCTBEHHOCThIO, XapaKTepu3ylolleiica obOpaTu-
MOCTBIO MAaTHUTHBIX CBOMCTB U cOCTaBa ¢has.

Ha 1-it ctyneHu cTapeHUs] JOMUHUPYET Mpolecc
00pa30BaHUS U POCTa YaCTHII, Ha 2-i1 U 3-ii — Mpo-
WCXOOUT 00pa30BaHME HOBBIX YACTUIl M M3MCHSICTCS
coctaB ¢a3 [23, 24], a Ha 4-1i U 5-if — NOMUHUPYIOT
MPOLECChl KOHIIEHTPALIMOHHOTO PacCIOCHU S, KOTO-

pble 0Ka3bIBaIOT OOJbllIee BAMSIHUE HA BEIUYUHY H..
CHMXXeHUe MHAYKIUU cO 2- Mo 5-10 CTyNeHb cTa-
peHUsI CBSA3AHO CO CMbIKaHUEM YacTull o -¢asbl, 4TO
ABJISETCI HeOJIaronpusaTHON KOH(UTypallmel dac-
tuu [7].

YcTaHOBJICHO MOBHIIICHWE TBEPOOCTH OOPa3IOB C
YBEJMUYEHUEM KOJIMUECTBA LIMKJIOB cTapeHUs (Tad. 4),
YTO B COBOKYMHOCTHM C aHaJIW30M pa3MepoOB YaCTHUII
oy-dasel (cM. puc. 1, 6, 6) yka3plBaeT Ha MPOTEKaHUE
MPOILIECCOB opaciiana TBepAoro pacTBOPa U MOBHIIIIE-
HUS YPOBHS HampsKEHUI 3a CUET YBEJIUUYEHUS pas-
HULBI IEPUONIOB PELIETKH O - U 0,)-(a3bl [7].

st mccienmoBaHUS CTAOMIIBHOCTU MArHUTHBIX
CBOICTB BO BpPeMEHHU OBLIM IPOBEACHBI ITOBTOPHBIC
LUKJIBI CTApEHMS II0 BTOPOMY pexXuMY (CM. Tabi. 2).
Pesynbrarel M3MepeHUsT MAarHUTHBIX CBOMCTB ITOCIIE
MOBTOPHBIX LIMKJIOB CTapeHU IMOKa3aJu, YTO C yBe-
JIMYeHUEeM WX KOJIWYEeCTBA ITPOMCXOOUT CHUXCHUE
OKOHYAaTeJIbHbIX CBOICTB 00pa3LoB: H, B CpeAHEM Ha
20 % u B.Ha 4 % (puc. 3).

Tabnuua 4. MapameTpbl 00pa3uos nocne 1—5-i cTyneHei cTapeHns

Table 4. Sample parameters after Stages 1-5 of aging

N2 op. KOJI-BO YacTuIl Ha TIomamy 1 MKM> Pa3sHOpa3MepHOCTD HoxApe| B Tn A,
1-e usmepeHue | 2-e uamepeHue | CpeaHee 3HaUYCHUE 4acTulil o -(asbl ’

1 12 18 15 1,4 13,4 0,89 353

2 - - — — 19,6 0,84 370

3 — — — — 28,5 0,78 465

4 - - - — 30,9 0,77 483

5 26 35 30,5 1,6 32,5 0,76 500

1,04
1,024
1,004
0,98 -
0,96

0,94 1

0,92 4

0,90

1 1
555 575

1
635 t,°C

T T T
555 575 635 t,°C

Puc. 3. 3aBUcMMOCTb MAaTHUTHOM UHAYKIIUY (@) Y KOSPUMTUBHON CUJIbI (6) 00pa31i0B OT TEMIIEPATypPhl CTAPEHU ST

IS TPeX UUKJI0B ( MM PHI Y KPUBBIX)

Fig. 3. Dependence of sample magnetic induction (a) and coercive force (6) on aging temperature for three cycles

(figures near curves)
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Puc. 4. 3aBUCMMOCTb KO3PLUTUBHOM CUJIbI 00pa31ioB
rocJjie 5 MKJIOB CTapeHUsI OT MPOAOTKUTETbHOCTH
BBIIEPKKY Ha BO3IYXE

Fig. 4. Dependence of sample coercive force after 5 aging
cycles on air exposure time

JloroaHUTEebHbIE 3KCIIEPUMEHTHI TTOKa3alu, YTO
YBEJIMYCHHE KOJIMYECTBA LIUKJIOB CTapeHUs ¢ 3 10 5
MMPUBOAUT K 3HAYUTEILHOMY CHUKEHUIO CTaOUIIBbHO-
CTU MaTrHUTHBIX CBOMCTB, HO B paMKaX JaHHON pabo-
TBI 3TO He IIPEACTABISICT IPAKTUICCKO 3HAUUMOCTH.

B pesynbrare npedbiBaHus 00pa31ioB Ha BO3AyXe B
TedeHue 120 4 B HOpMaJbHBIX YCIOBUSIX HaOII0mAIN
CHUXEHWEe BeNYnHBI H, B cpenHeM Ha 25 % (puc. 4).
HanbHelne BEIACPKKY 10 9 Mec. TaKKe He TIPUBEIN
K CYyIIIECTBEHHOMY CHUKEHHU IO 3TOTro nokazareis. [1pu
5TOM MarHUTHAasI MHIYKIIMS OCTaBaJlaCh HEM3MEHHOM
BO BCEM MCCJIEIOBAaHHOM BpeMeHHOM MHTepBase. [1o
MHEHMIO aBTOPOB HACTos el padOThI, CHUXKEHHUE KO-
SPUUTUBHON CHJIBI MOXET OBITH CBSI3aHO C pejlakca-
LIMel HanpsIKeHW I B CTPYKTYpe MaTepuaa, 4To Moj-
TBEPXKAAeTCsI pe3yJIbTaTaMM UCCIeI0BaHuUsI [6].

BoiBOAbI

1. Criexkanue B TIPUCYTCTBUM XUAKOU (pa3bl U 3a-
kanka craBa 22X15K4MC cnocoOGCeTBYIOT mojyue-
HUIO 3aTOTOBOK C BBICOKOIW OTHOPOIHOCTBIO COCTaBa
¢ K03hOUIIMEHTOM Bapualluu B 7—8 pa3 HUXKe, YeM B
AHAJIOTMYHBIX ITOPOIIKOBBIX MaTepHajiax.

2. YcraHoBJIeHA ITpsIMasi 3aBUCUMOCTb OCTaTOYHOM
MarHMTHONW MHAYKIMMU OT pa3Mepa yacTul oy-da-
36l U KOIPIUTUBHON CHUJBI OT KOJMUYECTBA CTYIIE-
Hell cTapeHMsl, OKa3bIBAIOIIMX BIAUSIHUE Ha IOJHOTY
CIIMHOOAJIbHOTO pachaja U YPOBEHb HAIPSXXKEHUIl Ha
Mex(a3HBIX TPaHUIIAX, YTO COIIACyeTCs C IUTepaTyp-
HbIMU TaHHBIMM O CIIJlaBaX Ha OCHOBe cucteMbl Fe—
Cr—Co.

3. [NokazaHa BO3MOXHOCTH YIIPaBJISIEMOTO Bapbu-
pPOBaHMS U BOCIIPOM3BOAUMOCTA MAaTHUTHBIX CBOMCTB
nopomkoBoro cruansa 22X25K4MC. YcraHoBIeHO

MaJjioe BIWSHUE TeMIIepaTyphl cTapeHusT Ha Mopdo-
JIOTUIO M pa3Mep MarHUTHON (a3bl. 3HAYUTEIbHbBIE
W3MEHEHUSI CBOMCTB 00YCIIOBJICHBI U3MEHEHUSIMU XM~
MHUYECKOTro cocTana ¢as.

4. B reyenne 60 u B crimase 22X15K4MC nipu MHO-
TOKPAaTHOM CTapeHUM IIPOMCXOAUT MaKCHUMaJIbHOE
W3MEHEHNE KOSPIUTUBHON CUIIBI, HE TPEeBhITIAIONIEe
25 %.
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AHHOoTaumsa: OgHoM 13 raBHbIX NPO6EM, OrpaHMYMBAIOLLMX OaNbHEALNA POCT NPOW3BOACTBA AeTaneil MeTOAOM ropsiyen wram-
NOBKM NOPUCTLIX 3aroToBok (IMLUM3), ABnsieTca CKNOHHOCTbL MNoy4YaeMbix MaTePUanoB K XPYNkoMy paspyLUeHMIO, HTO CBA3aHO C HeY40B-
NIETBOPUTESIbHBIM KQ4€CTBOM MEXHYACTUYHOMO CpaLLmBaHus, GopMUPYIOLLErOCs Npy ropsyern aedopmaumnn, a Takxke C Hannminem npu-
Meceli B cocTaBe MCX0OHbIX MOpoLkoB. B paboTe nccnenosaHa BO3MOXHOCTb MOBLILLEHUSI MEXaHUYECKMX CBOMCTB U XapakTepucTunk
BbIHOC/IMBOCTY ropsiyeaebOpMUPOBaHHbIX MOPOLLIKOBBIX CTafel 3a CHET BBEAEHWS MUKPOA00aBOK HATPUS U KabLMS U MPUMEHEHS
TepMomexaHm4eckoli 06paboTku. Mpn M1MKponernpoBaHnmn NCNosib30Baan bukapboHaT HaTpUs U kapOoHaT KanbLms. Yrnepon BBOANIN
B BMJe NOpoLLKa kapaHaawHoro rpaduta. TemnepaTypy Harpesa nopucTbiX 3aroTOBOK Nepep, ropsven LUTaMnoBKOW 1 KOHLLEHTPpaLMIo
yrnepoaa B CTansix BapbMpoBaiu, CoAepXaHne MMKposiernpytowwmx obaBok coctaensno, mac. %: Na — 0,2 n Ca — 0,3. OueHky mexa-
HNYECKMX CBOMCTB, @ TaKXXe KOHTaKTHOM 1 MaJIOLLMK/IOBOW YCTaNOCTHON [ONIFOBEYHOCTM OCYLLECTBASIN HA NPU3MaTnU4eckmnx obpasuax
paamepom 5 x 10 x 55 mm 1 10 x 10 X 55 MM 1 umnuHapryecknx — pasmepom J 26 x 6 Mm. MNokasaHo, 4TO N0 CPABHEHUMIO C MPOLLECCamMm
LemMeHTaumm n TepMmoobpaboTkim NpoBeaeHe TepMoMexaHnieckon 06paboTkm obecrneymBaeT NoBbILLEHNE YAAPHOM BA3KOCTM 1 Xa-
pPaKTePUCTUK BEIHOCSIMBOCTHY ropsiyeaecdopMMpPOBaHHbIX MOPOLLKOBLIX cTanen ¢ Mukpoaobaskamu Na vnm Ca B yCloBUSIX BO3AENCTBUS
KOHTaKTHOMO 1 ManoumKIOBOro yCTanoCTHOrO HarpyXeHus, a Takxke CHUXEeHME TeMrnepaTtypbl ropsivyein 4oNpecCcoBKM MOPUCTbIX 3aro-
TOBOK 6€3 yXyALIEeHUS MEXaHNYECKMX NoKasaTesnen NonyyaeMbixX MOPOLLKOBbLIX CTanen. 3TO MOXET ObiTb CBA3AHO C GOPMUPOBAHMEM
60nee MeNKO3ePHUCTOM CTPYKTYPbI 1 BONBLUNX MUKPOHAMNPSXKEHW KDUCTANIMYECKON peLlleTku. NoacTyXMBaHNe NOBEPXHOCTHbIX CIO-
€B 3aroTOBKM MPW BbINOJIHEHNN TEXHOIOMMYECKMX OMNepaLuii ropsyen LTaMnoBKM CO34aeT YCI0BUS peann3aumnm B HUX aycOpMUHra.
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Formation of structure and properties of hot-deformed powder steels microalloyed
with sodium and calcium during thermal and thermomechanical treatment
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Abstract: One of the main problems limiting further growth in the production of parts by the hot forging of porous performs (HFPP)
is that the obtained materials are prone to brittle fracture due to the poor quality of interparticle jointing formed during hot defor-

22 lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional'nye Pokrytiya = 2021 = Vol. 15 = N3



TE'U/JMH Y MpoLecchl YOPMOBEHNS Y CIIEKEHNS MOPOLLIKOBbIX MATEPNE/I0B

mation, as well as the presence of impurities in the composition of initial powders. The paper studies the possibility of increasing
the mechanical properties and endurance performance of hot-deformed powder steels by doping them with sodium or calcium
microadditives and using thermomechanical treatment. Sodium bicarbonate and calcium carbonate were used for microalloying.
Carbon was added as pencil graphite powder. The temperature of heating porous preforms before hot forging and the carbon
content in steels were varied; the content of microalloying additives was, wt.%: 0.2 for sodium, and 0.3 for calcium. Mechanical
properties as well as contact and low-cycle fatigue life were tested on 5 x 10 x 55 mm and 10 x 10 x 55 mm prismatic specimens,
as well as @ 26 x 6 mm cylindrical specimens. In comparison with carburizing and thermal treatment, thermomechanical treatment
improves the impact strength and endurance performance of hot-deformed powder steels with Na or Ca microadditives under the
contact and low-cycle fatigue loading, and the hot repressing temperature of porous preforms is reduced without compromising
the mechanical properties of powder steels obtained. It may be associated with the formation of a more fine-grained structure and
higher microstresses of the crystal lattice. The cooling down of preform surface layers during hot forging process operations cre-
ates conditions for ausforming in them.

Keywords: hot forging, porous preforms, contact endurance, low-cycle fatigue, brittle and ductile fracture, interparticle jointing,
alloying, microalloying, sodium bicarbonate, calcium carbonate, oxidation, chromium-molybdenum iron powder, thermal treatment
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BeeneHue

Topsiuasg mTammnoBka mopucThix 3arotToBok (I'LLITI3)
aBJsgeTcs 3OOEKTUBHBIM METOIOM IMOJIYUYEHUSI BbICO-
KOIUIOTHBIX ITOPOIIKOBBEIX MaTepUajioB pa3INIHOIO
dyHKIMOHalbHOrO HaszHadeHus [1, 2]. CoueTaHue
TEPMHUYECKOTr0 U Je(HOpMALIMOHHOI0 BO3ACHCTBUI Ha
MaTepHraJ IIOPUCTON IMOPOIIKOBOI 3arOTOBKHU 3aKJII0-
YyaeT B cede MOTeHIMaJl BO3MOXHOU peanu3anuu 3¢-
¢dexTa BBICOKOTEMIIEpATypHOII TepMOMeXxaHUYeCKO
o6pabotku (BTMO), crtocoOCTBYIOMIETO YBETUICHUIO
rnokKasaTeJiell yIiapHO! BSI3KOCTH, CHUXKEHUIO TTOopora
XJIaTHOJIOMKOCTHU Y YyBCTBUTEIbHOCTHU K OTIIYCKHOM
XPYHKOCTU 3a CYeT (DOPMHUPOBAHUS ILIOTHBIX CKO-
MJICHUW AUCIIOKALMN, COYJICHSIOIIMUX CUJIBHO pa3o-
PMEHTUPOBaHHbIE dparMeHTH MapTEeHCUTA, U YMEHb-
menunio Hanpsxenuit I poga [3, 4]. @opmupoBaHue
CTPYKTYphl MpU TepMOMEXaHUYECKO 00paboTke
(TMO) nmpoucxoauT B YCIOBUSIX COBMECTHOI'O BO3-
IEeWCTBUS TIPOLIECCOB BO3BpaTa, PeKPUCTAJIN3AIINH,
pocTa 3epHa, BBIACJICHUS BKJIIOUYEHUI BTOPBIX da3 u
npoTtekaHus ¢pa30BbIX IpeBpallleHui [5].

B nacrostiiee BpeMs TMO paccMaTpuBaeTcs Kak
MePCNeKTUBHBINA CITOcO0 GOpMUPOBAHUS CTPYKTYPhI
M CBOMCTB CTajieii U CIJIaBOB C TPeOyeMBbIMM XapakK-
TepucTukamMu [6]. JApyroii pasHOBUIHOCTBIO TEPMO-
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MEXaHWYEeCKOl 00paboTKM SBISETCI ayC(OpPMUHT
(ausforming), UaM HU3KOTEeMIeEpaTypHash TEepMOMeE-
xaHn4eckass obpadborka (HTMO), 3akiodarormasics
B Je(OpPMUPOBAHUM CTadW TPU TeMmIepaTypax Me-
TacTaOUJIbHOTO COCTOSIHMS ayCTEHMTa HMXKe Iopora
pexkpuctaanu3zauuu [7]. Bo3MoXHOCTb NpOSIBIECHUS
appexta HTMO npu I'lITI3 go HacTos1Iero BpemMe-
HU B IUTepaType He paccMaTpuBajach (B OTIUYUE OT
BTMO).

B npouecce BTMO ¢opmupyercss MeJIKO3epHU-
cTas CTPYKTypa, YMEHbIIaeTcsl pa3Mep KapOumIoB U
yCTpaHseTCs KapormHast HEOTHOPOAHOCTh, YTO MMEET
ocoboe 3HaYeHUe MpPU MOJYYEHUN MOMIIAITHUKOBBIX
cTajei, K KOTOPBIM IIPEIbSIBASIOTCS ITOBBIIICHHBIC
TpeOOBaHMUS K MPOYHOCTU, TBEPAOCTH, KOHTAKTHOM
BBIHOCJIMBOCTU U M3HOcocTolikocTu |[8]. Topsiuas
LITaMITOBKA ITOPHCTHIX 3aTOTOBOK SIBJISIETCS MEPCIIeK-
TUBHOM TEXHOJIOTHEH IIOJNYUYeHUS KOJICH ITOMIIHII-
HUKOB KayeHus [2, 9]. OnqHoll 13 TIIaBHBIX NpOOJeM,
OrpaHUYUBAIOLIUX JAJTbHEUIIVNA POCT MPOU3BOACTBA
netaneil ganHoro tuma metomom ['IITI3, ansgercs
CKJIOHHOCTh MOJIy4aeMbIX MAaTepUaJOB K XPYMKOMY
pa3pylLIeHUIO, YTO CBSI3aHO C HEYIOBJIETBOPUTEIbHBIM
Ka4eCTBOM MEXYaCTUYHOTO CpalMBaHUs1, (HOPMUPYIO-
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IIerocs B mpoiiecce ropsyeit aehopMalinm, a Takxke ¢
HaJIMYMEM IIpUMeceii B COCTaBe UCXOMHBIX IIOPOIIKOB.
KadecTBo MexXYaCTHYHOTO CpallliBAHUS SABIISICTCS
(akTOpoM, ompenensoIIMM MEXaHU3M pa3pylleHUs
ropsiueae(oOpMUPOBAHHBIX IMOPOIIKOBBIX MaTepH-
aJIOB, YTO CYIIECTBEHHBIM 00pa3oM OTIMYAET UX OT
MaTepuasoB, IMOJy9aeMbIX IO TEXHOJOTUH ITPEeccoBa-
HUS—CIeKaHUs. XapaKTep pa3pylIeHUs CIIeYeHHBIX
MaTeprajoB B 3HAYNTEIBHOM CTETICHU OIIpeaesIeTCs
BEJMUYUHOM, (GOpMOIi U pacrpeneieHreM Mop B 00b-
eMe 3aroTOBKHU, a paclpocCTpaHEeHUE TPELUIMHBI C MO-
MEHTa e¢ 3apOXACHUS BOJIM3U IOp XapaKTepPU3yeTCs
BbICOKOW ckopocTbio [10]. Hanuuue mop obycnoBiau-
BaeT MHOXECTBEHHBIN XapaKTep 3apOoXICHUS MMU-
KPOTPEIINH, pa3Mep KOTOPBIX HAXOAUTCS B MHTEpBa-
e 4—20 mxwm [11]. TTo Mepe pa3BUTHUS YCTaJIOCTHOTO
pa3pylleHUs MepBUYHbIE MUKPOTPEIIMHBI PacTyT U
KOaJIECIMPYIOT, 00pa3yio MaruCTpaJIbHYIO TPEIINHY.
XapakTep pas3pylIeHUsI BBICOKOIJIOTHBIX IIO-
poiKoBBIX cTajei, monydaembix I'IITI3, anamormny-
HEH pa3pylleHNWI0 KOMITAaKTHBIX cTayeil. [Ipm sToMm
CTPYKTYPBI, 00ecreuyrBalofe MTPOYHOCTh HAa YPOBHE
1000 MITa, npu McnibITAHUSAX Pa3pyILIAIOTCS MO MeXa-
HU3MY HM3KOIHEPreTMYeCKOoro ckoia. Ilpu mpoyHo-
ctu meHee 500 MIla ctanu paspyluaroTcs Mo Mexa-
HU3MY CIUSHUSI MUKPOIIOP, YTO MPUBOAUT K BHICOKOM
BsI3KOCTH paspyurerns (>50 MITa-m'/?) [12].
YcranocTHasi JOJTOBEYHOCTh TOPOIIKOBBIX CTa-
JIeil perlaMeHTUpyeTcs. PekoMeHayemMoe cTaHIapTOM
®enmepaliiy MPOMBIIIJICHHOCTH TTOPOIITKOBOI MeTal-
ayprun CIIIA (Metal Powder Industries Federation
USA) 3HaueHue Ko3¢h@duiMeHTa BHIHOCIUBOCTU (OT-
HOIIIEHWE TIpeaesia BEIHOCIMBOCTH K IIpeHeny Ipod-
Hoctn) coctaniset 0,38 [13, 14]. MukposerupoBaHue
MOPOILIKOBBIX CTaJieli COEAWMHEHUSIMU HaTpUs WU
KaJabpOus OOecCIeuMBaeT BO3MOXHOCTh aKTHUBAIIUU
KOT€3MOHHOTO B3aWMOJEHCTBUS MEXIY YacTUIlaMU
nopoiika. B mpucyTcTBUM MUKPOJETUPYIOLIETo 3Je-
MEHTa TPOMCXOOWT BOCCTAHOBIICHHE OKCHIOB, JIO-
KaJM30BaHHBIX HAa MEXYAaCTUYHBIX M MEK3epPEHHBIX
rpaHMlIaX, MIPOTEKAIOT MPOLIECCHl TJI00YIIpU3alluu 1
M3MeTbYEH NS HEMETAJUIMYECKNX BKIIIoYeHui [15, 16].
BBenenne HaTpUsI M KaJdbIUS B BUIE XUMHYICCKUX
COCIMHEHUI MpegoTBpalllaeT IMpPOsIBJIEHUE HEKOTO-
pPBIX HeXeJaTeabHBIX 3(pdekToB. B wacTHOCTH, am-
copOIMsT KanbliMs Ha TpaHUIAX 3epeH MPUBOAUT K
CHUKEHUIO TPAaHMYHOUW 3HEPruu, YTO CIOCOOCTBYET
CHMXEHUIO CKJIOHHOCTH 3epHa K pocTy. OmHaKO mpu
5TOM BO3pacTaeT BepOSITHOCTh NMposiBiIeHUS a3 dekTa
I1.A. Pebunnepa, yayuiiamiiero oopadaTbiBaeMOCTh
pe3anueM [17]. B KoHTekcTe mpoOJieMbl XPYIIKOI'O

pa3pylIeHUs] MOPOIIKOBBIX CTajiell MPOSIBJICHUE 3TOrO
a(pdexTa IBageTCS HeXeJlaTeIbHBIM.

IIpu BBeAcHNY KaJIbLUS B BUAEe KapOoHaTa B IIPO-
1lecce BBICOKOTEMIIEpaTypHOIO HarpeBa MpOTEKaloT
peakiu 0OOMEHHOTO B3aMMOICHCTBU S, TIPUBOISIIINC
K padMHUPOBAHUIO TPAHUIL 36PEH W YACTUIL OT TIPU-
Meceit. OOpasyloluecs npu 3ToM aucrnepcHbie Ca-
colepXalirue OKCUIbI, TOKAJIN30BaHHBIC HA MeXYac-
TUYHBIX TpaHUIaX, He SBISIOTCI (PaKToOpoM pas-
yIpouHeHusl mopolikoBoil cranu [18]. Kpome Toro,
HEKOTOopasi 4acTh KaJjbIUsI aJIcopOUpyeTcsl Ha BHYT-
pUM3epeHHBIX OeeKTax B BHJAC CeTrperanuii, yBeIu-
YyuBas OO0 MeTaJUIMYEeCKO COCTaBISIONIEH CBSI3H,
YTO MPUBOMUT, KaK U Y JIMTHIX HU3KOJETUPOBAHHBIX
cTrajeif, K TOBHIIICHUIO 3HEPTOEMKOCTH XPYIKOTO
BHYTpU3epeHHoro paspyueHus [19, 20]. BeeneHue
Mmukpono6aBok Na unu Ca crmocoOCTBYET pOCTY KOH-
TaKTHOM JOJITOBEYHOCTHU, IPOYHOCTH M YIAPHOM
BSI3KOCTM Topsiuee(OpMUPOBAHHBIX MOPOIIKOBBIX
cTajieil 3BTEKTOMIHOTO COCTaBa B COCTOSIHMU IIOCIIE
IIEMEHTAIU1 U TePMOOOPAOOTKY 32 CUET MTOBBIIIICHU ST
Ka4yecTBa MEXYAaCTUYHOTO CPAl[UBAHUS U YMEHbIIIE-
HUS pa3Mepa 3epHa aycTeHuTa [21, 22].

Lens HacTosIEel paboOTH 3aKJodasach B U3yde-
HUU BIUsiHUSA ycioBuit mpoBeaeHus T3 u mocne-
nyrorei repMudeckoii (TO) nnu repMoMexaHUIeCKOM
(TMO) obpaboTku Ha (HOPMUPOBAHUE CTPYKTYPHI U
CBOICTB IIOPOIIKOBBIX CTajedl ¢ MUKpoaoOaBKaMu
KaJbI WS WA HATPUSI.

MeToauka uccnenoBaHus

IIpy mony4YeHUM IHUXT B Ka4eCTBE OCHOBBHI HC-
MOJIb30BaIN TIPUMEHSIBIINECS Ha TPEABapUTEIHLHOM
9Tane MCCAeAOBaHUN HeEJerMPOBAaHHbBIE KeJe3HbIe
nopoiku [12KB2.160.26 (TOCT 9849-86, CynuHcKui
Mmertannypruueckuii 3aBon, Poccust) u ABC100.30
(«Hoganids AB», IlIBeuus), a Takxke XpoMOMOJIUOAe-
HOBBIN XeJe3HbI mopoInok Astaloy CrM («Hoganis
AB»). TexHosornueckue cxeMbl MOJIyYEeHUsI 00pa31oB
npuBeneHbl Ha puc. 1. Peanuzauus cxembl 2 3aKJ10-
yajia B cebe BO3MOXHOCTB ITpoBeneHus TMO, a cxema [
cooTtBeTcTBOBasa TO, mpuMeHSBUIEHCS paHee, YTO
MO3BOJISIJIO MPOBOAUTH CPABHUTEbHYIO OLIEHKY [9].

[Ipn MUKpOJETUpOBAaHUU HMCIOJB30BaIN OMKap-
6onar Harpust NaHCO; (I'OCT 2156-76) n xap6oHat
kajgpuust CaCO; (IF'OCT 4530-76). Yriaepond BBOLM-
JIM B BUIE MOPOINKa KapaHpamrHoro rpagura I'K-1
(FOCT 4404-78). Temmnepatypy HarpeBa MHOPUCTHIX
3aroTOBOK Iepe] ropsyeil ITaMIoOBKOM (fry) U KOH-
LIEHTpALIMIO YIJepoaa B CTAJISIX (CCM) BapbMpOBaJU, a
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colepxXaHUsI MUKpoJerupylomux nodaBok (Ca u Na)
COOTBETCTBOBAJM ONTUMAaJIbHBIM 3HAYEHUSIM, yCTa-
HOBJIeHHbIM paHee: Cy, = 0,2 mac.%, Cc, = 0,3 mac.%
[9, 21]. ITpu BBIOOpPE PEXKMMOB MOJYUYEHUS] O0Opa3lOB

VUYUTBIBAJIM BO3MOXHOCTb TOTEPh MUKPOJIETUPYIO-
IIMX 2JIEMEHTOB IMPU HarpeBe MOPUCTHIX 3arOTOBOK
[23]. MuHMMU3a1UI0 yKa3aHHBIX MOTEph obecTeun-
BaeT YMEHBIIEHWE JOJU OTKPBITHIX IMOP B 3arOTOBKE,

MeXaHI/I‘{eCKO € JICTUPOBAHUEC
(CAHJI-1, t =1 u)

'

Kontponb conepxanust Na, Cau C

'

CMenmBaHue co cTeapaToM IIMHKa

(1 mac.%, KOHYCHBIH cMecuTenb, T =1 9)

|

CXII

(I, =10+12 %)

CX

'

Vnaienue CBA3YIOLIETO

(t =600 °C, t =1 4, THCCOIMNPOBAHHBIIl aMMHAK)

'

CriekaHue
(¢t =1250 °C, 1 =2 4, Bakyy™m)

v

Harpes
(t =800-+1200 °C, 1y = 10 MuH, IUCCOIMUPOBAHHBIN aMMHUAK)

'

TI : 7 =250 MJlx/m ', £, = 600 °C

}

T™MO
(oxnaknenne B 10 %-HoM BomHOM pacTtBope NaCl
HenocpeacTBenHo nocie ')

'

OTtmyck
(t=200°C,t=11)

'

Vnanexne 06e3yrIepoKeHHOTO CI05

'

LlemeHTanuUs B IPEBECHO-YTOIBHOM KapOropHu3arope

(¢ =920 °C, t = 8 u, OXJIaXKICHUE C TICUBIO)

}

3akanka B 10 %-Hom BogHOM pactBope NaCl ¢ ¢ = 860 °C

}

Ornyck
(t=200°C,t=11)

l

Cxema 2

Cxema 1

Puc. 1. TexHOJIOrMYECKHE CXEMBI IIOJIYy4YCHU A o6pa3u0B

CXII — craTuyeckoe X0JI0HOE NpeccoBaHue (IOPUCTBIX 3ar0TOBOK); /1., — UCXONHAs IOPUCTOCTD XOJOLHOIPECCOBAHHBIX
3aroToBoK; W — npuBeneHHas paboTa yIUIOTHEHUS; 1, — TeMIlepaTypa oforpesa MaTpuLibl npecc-dopmbt ot T

Ty — BPeMs Harpesa nnopuctoil sarorosku nepea '

Fig. 1. Process flow diagrams for sample production

CXII — static cold pressing (of porous preforms); /7., — initial porosity of cold-pressed preforms; W — reduced compaction work;
t,, — hot forging die preheating temperature; tr;; — porous preform heating time before hot forging
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IT0O3TOMY TTOPUCTOCTh XOJOMHOIIPECCOBAHHBIX 3aI0TO-
BOK coctaBisina I1,,, = 10+12 %.

Boiy mmoy4YeHBl IIpU3MaTHYecKue 00pas3mbl pas-
MepoM 5x10x55 mm u 10x10x55 MM, a TakxKe LU-
JTUHIpUYecKnue — J26x6 mMmMm. OLIEHKY XapaKTepu-
CTHMK MAaJIOLMKJIOBOM YCTaJOCTHOI IOJTOBEYHOCTHU
OCYIIECTBJSIM MO MeToauKe [22], Lenecoodpa3HOCTb
1 BO3MOXHOCTbh KOTOPOI OMpeneasinuCh CAeTyIONIM-
MU 00CTOSTEIHCTBAMU:

— BO3MOXHOCTh IIpUMEHEHHS IIpU3MaTHUeC-
KuX 00pasioB B cocTtosgsHuu mnociae TO (cx. 1) wiu
IocJIie MEXaHWYeCKOot 00pabOTKM ITOBEPXHOCTHOTO
ciog (cx. 2). (McnblTaHus Ha MaJIOLMKJIOBYIO yCTa-
sgocth o 'OCT 16504-81 (pacTskeHne—cxKarue) u
TI'OCT 25505-85 (kpydeHHE) IIperycMaTprUBaIOT HEO0-
XOIMMOCTb MCIIOJIb30BaHUSI TaHTEJEBUIHBIX 00pa3-
110B, (hopMoBaHue KOTophix B ripoueccax CXIT u 'L
BBI3BIBACT 3aTPYIHCHUS);

— NPOYHOCTb Ha U3TUO (G,,) UCCIENYyEMBIX IIO-
DOIIKOBBIX CTajeil IMpeBbIIIAeT MaKCUMaJbHbIC W3-
rudaioime HAIpSXKeHWsS B KPUTHYCCKOM CEUYCHUU
o6pasuoB (1400 MIla), yTo MO3BOJSIET MPOBOAUTH
WX UCHBITAHUS MPY 3HAYCHMSIX aMILJIMTYAbl M3ruda
1,5 MM B 06;1aCTH YIIPYTOMNJIaCTUUYECKOTO Te(POPMUPO-
BaHUSI,

— 3HaUeHUs Tpeaea BIHOCIMBOCTU, OIpenesisi-
eMBbIe B ITpOIlecCe HMCIIBITAHWMNM Ha MHOTOLIMKJIOBYIO
yCTaJOCTh NIPY 3HAKONIEPEMEHHOM Harpy>XeHuu, oka-
3bIBAIOTCS 3aBBIIIEHHBIMU, YTO OOYCJIOBIMBAET BO3-
HUKHOBEHHE IMOTPEIIHOCTH TP OIICHKE TOJITOBEYHO-
CTH MOPOIIKOBOI cTaiu [24].

Takum o6pa3oM, IPOBOAUIU UCTIBITAHUS ITPU3Ma-
TUYEeCKMX 00pa3iuoB pa3zMepoM 5x10x55 mm. Hucio
LMKJIOB JI0 paspyuieHust obpasua (Nyypy) sBISIOCH
XapaKTePUCTUKONW MaJIOLMKIOBOM YCTaJOCTHOMR MOJI-
TOBEYHOCTH. MeToanKa onmpeaeicHNsI MEXaHUIeCKIX
CBOMCTB M KOHTaKTHOM BEIHOCIIMBOCTHU Topsiuenedop-
MUpOBaHHBIX MopolkoBbix ctaneit (IAI1C) cooTBeT-
CTBOBaJla OIMMCaHHON paHee [21]. XapaKTepUCTUKOMI
KOHTaKTHOI BEIHOCJTMUBOCTH CJTY>KUJIa JOJITOBEYHOCTh
(Ngp), BbIpaXkeHHasl B yacax U COOTBETCTBYIOLLAs Be-
POSITHOCTH BbIXoma 3 ctpost 90 % obpasuos [25].

Mertannorpacdyeckuii aHaau3 OCYIIECTBISI-
JIM C UCMOJIb30BAaHUEM OINTUYECKOI0 MUKPOCKOIA
AltamiMET-1M (OOO «Ansramu», Poccust) Ha Tpas-
JeHBIX (3 %-HBIif HUTAIb) U HETPaBJICHBIX HIINdaXx.
M3znombl 00pa3lioB M3yyaJu Ha pacTPpOBOM MMKPO-
ckore-MukpoaHanmzaTrope Quanta 200 i 3D (Huzmep-
JaHabl). PeHTreHO(Ma30BEI M pEHTTEHOCTPYKTYPHBII
aHau3bl MpoBoauau Ha nudpakToMerpe ARLX TRA
(Iseituapust) (usnyuyenue Cuk,, Ni-¢punsrp, war

A20 = 0,03 rpan). KayecTBeHHBII (Da30BbI aHATIU3
BBITMIOJIHSIJIU TYTEM CpPaBHEHUSI TOJYYEHHBIX Oud-
pakTorpaMMm ¢ 3TajioHaMu u3 6a3bl gaHHbIX [CDD
PDF-2 2012, xapakTepuCTMKU MUKOB PACCUUTHIBAIU
MpU MIOMOIIY TIporpaMMHoro KoMriekca WinXRD 2.0.8.
Hanuuue octaTo94HOTr0 ayCTEHUTA OMPENesiiv 10 CO-
OTHONIEHWI0 UHTEHCUBHOCTU PEHTTEHOBCKUX MaKCH-
myMoB (111) ayctenuta u (110) mapTeHcurTa. Pazmephl
0JIOKOB ¥ MUKPOHATIIPSI)KEHU ST B AyCTEHUTE BBIUUCIISI-
JIV MO IUpUuHe peHTreHoBckux auHuit (111) u (311)
ayCTeHUTa METOAOM aNIMpOKCUMALIUH.

Pe3ynbTathl U ux 06cyxaeHune

IIpencraBiaeHHBIE Ha pPUC. 2 3aBUCHUMOCTU MeXa-
HUYECKUX CBOWCTB oT Temmneparypsl ['IIl HocsaT He-
MOHOTOHHBI XapakTep. Haauuue akcTpeMyMoB mpu
frip = 900 u 1000 °C cBsizaHO ¢ yxynueHuem nedop-
MUPYEMOCTM Marepuaja B pesyabrare (a3oBoro
o—Y-TIpeBpalieHus. AHajloruuHele 3¢ @ekTs Ha-
OJII0Jal0TCs IIPU Topsiyeil 00paboTKe JaBJIeHUEM I10-
POIIKOBBIX M KOMITAKTHBIX MaTepHUaJIOB U B 3TOM OT-
HOIIEHUU He HEeCyT B cebe 3HauuMMoii MH(pOpMalnu.
HHTepec mpencTaBisieT CpaBHUTEIbHBINM aHAIN3 a0-
COJIIOTHBIX 3HAYEHU MEeXaHWYEeCKUX CBOWMCTB, IPO-
JIEMOHCTPUPOBAHHBIX 00pa3llaMU B COCTOSTHUU TOCIe
TepMUIECKOM (CX. /) M TepMOMeXaHUYeCKO# (Cx. 2)
00paboTOoK.

HauOonblylo mpoyHOCTh Ha M3rud MMEIT 00-
pas3mbl XpOMOMOJIMOICHOBOM CTaJIM, IMOJTYICHHBIC I10
cxeme I (puc. 2, a), IpuyeM 3HAYEHUS Oy, TIPU Iy =
= 900 °C u 1100—1200 °C HaxomsTcsl MPUMEPHO Ha
omHOM ypoBHe (Kp. ). ¥ 00pa3moB, MoJIy4eHHBIX Ha
OCHOBE HEJIETUPOBAHHBIX KeJIE3HBIX TTOPOIIKOB, OHU
3aMeTHO Huxe (cp. Kp. I u 2, 3). MakcumanbHYyIO
ymapHyo BSI3KOCTh (KC) TIpOoaeMOHCTpHUpPOBAaId 00-
pa3subl Ha ocHoBe Topoinka ABC 100.30 ¢ HU3KKUM co-
nepxaHueM npumeceii (kp. 5). 3HaueHus KC o6pa3uoB
XPOMOMOJIMOIEHOBOI CTaId HECKOJIBKO HUXKE, OJHA-
ko nipu frpp = 900 °C u 1100—1200 °C oHu HaxopsaTCa
Ha rmpuemJieMoM ypoBHe (Kp. 4). HaumeHbine 3Haue-
HUS Oy, ¥ KC HabmogaloTest Ha 00pasLax U3 IopoIIKa
TT2KB 2.160.26 ¢ OTHOCUTETLHO BEICOKMM COEPKAH Y-
eM Impumeceii (kp. 3 u 6).

ITocae TMO (cx. 2) ymapHast BI3KOCTb CTaJleil T10-
BeICHJIach (puC. 2, 6, Kp. 4—6), a TToKa3aTeau Ipod-
HOCTHU TMpaKTUYECKU He U3MEeHUIUCh (Kp. [—3). O0-
pamalT Ha ce0s1 BHUMaHUE OTHOCHUTEJIBHO BBICOKHE
rnokasaresu cBoucTB npu frp; = 900 °C. it oObsc-
HEHUs TIPUYMH oOHapyxkKeHHoro 3ddekTa ciaeayer
OLICHUTh peajbHYI0 TeMIIepaTypy oObeMa IOPUCTOMI

26 lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional'nye Pokrytiya = 2021 = Vol. 15 = N3



TE'U/JMH Y MpoLecchi YOPMOBEHNS Y CIIEKHNS MOPOLLIKOBbIX MATEPUAII0B
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Puc. 2. Biusnue tremneparypsl I'lll Ha mpouHocTh Ha n3rub (I—3) u yaapHy1o BI3KOCTb (4—6)
9BTEKTOMIHBIX ropsiuenepopMUPOBAHHBIX TTOPOILIKOBLIX cTajiel ¢ Mukpomooaskamu 0,3 mac.% Ca,

MOJIYUYEHHBIX 110 cxeMaM I (@) u 2 (6)
1, 4 — Astaloy CrM; 2, 5— ABC 100.30; 3, 6 — TT2KB 2.160.26

Fig. 2. Effect of hot forging temperature on bending strength (I—3) and impact strength (4—6) of hot-deformed eutectoid
powder steels with 0.3 wt.% Ca microadditives produced according to Diagrams / (a) and 2 (6)

1, 4 — Astaloy CrM; 2, 5— ABC 100.30; 3, 6 — PZhV 2.160.26 reduced iron powder

3aTOTOBKHM M €¢ TOBEPXHOCTHBIX CJIOEB Ha MOMEHT
MPOBENECHU S TOpsTUeii TechopMaIinm.

OxJaxJaeHue 3aTOTOBKM HAaUMHAETCsI B MOMEHT €¢
W3BJICUCHUS M3 KOHTEHepa Ieun. B cooTBeTCTBUM C
OLICHKOW, BBITTOJTHEHHOI aBTOpaMu [2], 3a cueT HbIO-
TOHOBCKOI'O OXJIaXICHUS MPU TEXHOJOTUYECKON Ie-
pemade 3arOTOBKY M3 IIEYM B MaTPUILY B TeUeHUE 4 ¢ ce
Temneparypa cHuxaetcsa Ha ~55 °C [2]. Ha mocneny-
IOIIEM TEXHOJOTUYECKOM dTale MOBEPXHOCTHBIE CIOU
3arOTOBKH OXJIAXKIAIOTCS IIPU KOHTAKTE CO CTCHKAMU
MAaTpPUIILl ¥ TIOBEPXHOCTSIMU TTyaHCOHOB B ITpoIiecce
nedopmauuu. PacripeneneHue teMIiiepaTyp IO cede-
HUIO 3aTOTOBKM MMEET CIIOXHBIN XapaKTep, 3aBUCS-
U OT TeMIIepaTyp 3arOTOBKU U MPEeCC-UHCTPYMEH-
Ta, TEMIIEpaTypo- U TEIJIONPOBOIHOCTH MaTepHUaJioB
3aTOTOBKHM W IIPECC-MHCTPYMEHTA, IIPOIOIKUTEIIb-
HOCTW KOHTaKTHMPOBaHMS IO OKOHYAHWS IIpoliecca
JedopMaliii, 3aBUCSIIEH OT CKOPOCTHU AeopMaliin.
CornacHo [2] xapakTepucTudeckas TIyOMHA MOJICTY-
XuBaHUS (TIIyOWHA CJI0sl, B KOTOPOM TTaJiecHuEe TeM-
nepaTypbl coctaBiser 1 % OT pa3HMUIBI TeMIIEpaTyp
3arOTOBKM M KOHTAKTHOM ITOBEPXHOCTH 3arOTOBKa—
MaTpHUIla) MpU IITAMIIOBKE Ha KPUBOIIMITHEIX IIpecC-
cax coCcTaBJIsIeT ~2,3 MM.

[IpuMeHUTEIFHO K YCIOBHSM IIPOBEACHUS Ha-
CTOSIIIIETO SKCIIEPUMEHTA TOACTYXKWBAaHUE TIOBEPX-
HOCTHBIX CJIOGB 3arOTOBKM B Xoie ee AedopManuu
MpU KOHTAKTE C MOBEPXHOCTSAMHM IIPEeCC-MHCTPYMEH-

Ta HeBeanKo U cocraBiseT 10 °C. bonee 3HAUMMEBIM
OKa3bIBaeTCS MOJACTYXKMBAaHUE 3aTOTOBKHM IIPH €€ Ha-
XOXJIEHUH B TMOJOCTH MaTPUIILI HAa TOpLE HUKHEro
IIyaHCOHA IO MOMCHTAa HaHECEHUsS ymapa, ITPOIOJI-
KUTEJTBHOCTh KOTOPOTO CKJIAIBIBAETCS M3 BpPEeMEHU
oreparopa U BpEeMEHU TmomasieTa 60MKa K TOpPLEBOM
IMOBEPXHOCTH BepXHEro myaHcoHa. OprUeHTUPOBOIHO
MOXHO TIPUHSTH, YTO BEJIMYMHA TAKOTO TOACTYXKHU-
BaHUS cocTaBiisieT nopsaka 40 °C, a obuiee mageHue
TeMIIepaTypbl MOBEPXHOCTHBIX cioeB — okoJio 100 °C.

[IpuBeneHHBIE OIIEHKU CBHACTEILCTBYIOT O TOM,
yTto nipu fry; = 1000+1200 °C B npouecce peanusa-
UM CXeMBI 2 00beM 3aTOTOBKH U €€ IIOBEPXHOCTHHIC
ciou noaseprarorcd BTMO. Ilpu 7 < 1000 °C B Hux
MOTYT CO3[IaBaThCs YCJIOBMS peaausanuu aycdop-
MMHTra, ofHako npi fryy = 800 °C nedopmupyemMocThb
Marepuaja 3arOTOBKM B MOBEPXHOCTHBIX CJIOSIX He-
YIOBJETBOPUTEIbHA, UTO HETAaTUBHBIM 00pa30M OTpa-
JKaeTcs Ha IToKa3aTeIsIX MeXaHMUeCKMX CBOMCTB. Mak-
CUMYM 3Ha4YeHU Gy, M KC, HabrogaeMblii TIpU fryp =
= 900 °C, oOycioBJeH ONTUMAaJbHBIM COYETAHUEM
TeMIiepaTypHBIX ycaoBuii peannzanuu BTMO B 00b-
eMe 3arotoBku u ayccopmunra (HTMO) B ee nmoBepx-
HOCTHBIX CJIOSIX.

CTpyKTypa IMOBEPXHOCTHOTO CJIOSI 00pa3IloB ¢ MU-
kpono6aBkamu Na uau Ca, moaydyeHHBbIX MO cXeMe 1,
MpeacTaBiaseT cOO0l MEJKOUTOoJbYaThblii MapTEHCUT
(6ann 3—4 no mkane 3 «Maptencutr» TOCT 8233-56)

—_ .
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C BKJIIOYEHUSIMU LieMeHTuTa. [lpu peanuzanuu cxe-
MBI 2 mpeanojarajoch yaajeHue o0e3yriaepoKeHHO-
ro U Ae(PeKTHOrO MOBEPXHOCTHOTO CJIOSI TOJIIMHOM
~0,7 mMm. TeM He MeHee CTPYKTypa MOBEPXHOCTHO-
ro cjiosg o6pas3loB MOcje MeXaHUYEeCKOil 00paboTKu
OTJINYaJIach OT CTPYKTYPHI CEPALEBUHEI, ITOCKOJIBKY
r1yOMHa MOACTYXMBaHUS Oblia MpUMEpPHO B 2 pasa
OoJibiie (CM. BBIIIIE).

Omnpenensoniee BINSHNE Ha CTPYKTYpPY IOBEpX-
HOCTHOTO CJIOSI 00pa3lioB BBICOKOYIJIEPOJMCTHIX MO-
POIIKOBBIX CTajeil, MOJYYeHHBIX IO cxeMme 2, OKa-
3ajla TeMmIiepaTypa HarpeBa 3arotoBok. Ilpu fpp =
= 1000+1200 °C ona mpeacrtasisijia coOOil MeIKo-
WUToJIbYaThlii MapTeHCUT (0ain 3), a npu fry; = 800+
+900 °C — ckpsiTouTONBYATHIH (0271 1) 1 Bechbma Men-
KOUTOJbYAThIi (062 2) MAapTEHCUT C HE3HAYUTEJb-
HBIM KOJIMYECTBOM OCTaTOYHOIO ayCTeHUTa. B cTpyK-
Type 00pa3IoB-CBUICTENCH, MOJTYICHHBIX 0€3 MUK-
pono0aBOK JIETUPYIOIIUX 3JEMEHTOB, MapTEHCUT
0ojiee KPYIHO3ECPHUCTHIN, COOTBETCTBYIOLIWI Oa-
nam 4 (tr = 1000+1200 °C) u 3 (try; = 800900 °C)
(puc. 3, a).

Peanuzamusa cxembl 2 obecrneuyusia MPOsIBICHUE
a¢pdpexkra TMO B marepuajie 3aroTOBKH, YTO 00yCJIO-
BUJIO (hOpMUPOBaHUE MUKPOHATIPSI)KEHU 1, BETUIMHA
KOTOPBIX CYIIECTBEHHO MPEBHIIIAET COOTBETCTBYIO-
IIMe 3HaYeHUs y 00pa3lioB, MOTYYEHHBIX IO cxeme [
(cM. Tabnuny u puc. 4).

3aBUCUMOCTH TI0Ka3aTesieil BBIHOCIWBOCTH II0-
POIIKOBBIX CTajleli ¢ MHUKPOMOOaBKAMU KaJbIIUS,
nostydeHHbIX npu frp; = 1200 °C, B cocTostHUU nociie
LIEMEHTallU U TepMooOpaboTKu (cX. I) B YCIOBUSIX
BO3IEMCTBUS KOHTAKTHOTO 1 MaJIOLIMKJIOBOIO HArpy-
KEHUS OT conepxanus yriaepona (Cc ) MMEIOT HeMO-
HOTOHHBIN XapaKTep ¢ MAKCUMYMOM, COOTBETCTBYIO-
1M 3BTEKTOMIHOMY cocTaBy (puc. 5). Haubonbmue
3HayeHust Ngy 1 Nyjy IPOAEMOHCTPUPOBAIK 00pa3-
LBl XpOMOMOJUOAEHOBBIX cTasieit (kp. I u 4). B ycno-
BUSX MAaJIOLMKJIOBOIO YCTaJOCTHOTO HarpyKeHUs
TPEIINHBI 3aPOXKIAIOTCS B TOBEPXHOCTHOM LIEMEHTH-
POBaHHOM CJIo€ BOJIM3M HEMETaJJMYeCKUX BKIIOUE-
Huii. Pa3BuTHe mojyyaeT MaructpajbHas TpellnHa,
0o0pasyrolas mpu CBOEM PacIpOCTPAHEHN U 30HBI U3-
JIoMa, XapaKTepHbIe IS YCTaJIOCTHOTO pa3pyIleHMs:

Puc. 3. MUKpoCTpyKTYpbl 00pa31ioB BEICOKOYTJIEPOIUCTOM mopolrkoBoii ctanu [T2KB2.160.26
6e3 MUKpOL00aBOK JIETUPYIOIIUX SJIEMEHTOB, MOJIYYeHHBIX IO cxeme 2 (fry; = 900 °C)

a — TPeLIMHA MaJIOLIMKIIOBOM YCTaJIOCTH; 0— KOHTaKTHO-YCTAJIOCTHAsl TPELLIMHA, OYar Pa3BUTHS KOTOPOM pacCIlOIOXEH Ha TOBEPXHOCTU

Fig. 3. Microstructures of PZhV2.160.26 high-carbon powder steel without alloying microadditives produced according

to Diagram 2 (frp; = 900 °C)

a — low-cycle fatigue crack; 6 — contact wear crack with a nucleus on the surface

Pe3ynbratbl aHanu3a gudpakrorpaMm o06pa3L0B 3BTEKTOMAHBIX NOPOLIKOBbIX CTajieil C MMKPOJ0OaBKaMM KanbLus
XRD pattern analysis results for samples of eutectoid powder steels with calcium microadditives

TexHonornyeckas cxema fru, € MukpoHanpsKeHust Pazmep OKP, am
1 1200 0,00167 51
2 900 0,00741 10
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Puc. 4. PentreHoBckue nudpakTorpaMMbl 3BTEKTOMIHBIX ITOPOIIKOBHIX cTajiell ¢ mobaBkoii 0,3 mac.% Ca

a —cxema I, try; = 1200 °C; 6 — cxema 2, try; = 900 °C

Fig. 4. XRD patterns of eutectoid powder steels with 0.3 wt.% Ca additive

a — Diagram 1, tryy; = 1200 °C; 6 — Diagram 2, fry;; = 900 °C

30HY YCTaJIOCTH U 30HY noJjioma. [lepexomHast 30Ha cy-

LIECTBEHHOTO pa3BUTHS He Torydaert [26] (puc. 6, a).
B 30He ycTamocT, Ha4aI0 KOTOPOI PACIIOIOXEHO

B LIEMEHTUPOBAHHOM CJIO€, pesibed U3JiomMa TIaaKuii,

600 Noy, 4 Nuiyy»> UMK
- /
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Puc. 5. Bnusinue copepxxaHusi yriaepojia Ha KOHTAaKTHY IO
(I-3) u MaTOIMKIOBYIO (4—6) BEBIHOCIUBOCTD
ropsiyeneopMHUPOBaHHBIX TOPOIIKOBBIX CTaJIEH C
Mukpono6askamu 0,3 mac.% Ca (trp; = 1200 °C)

1, 4 — Astaloy CrM; 2, 5— ABC 100.30; 3, 6 — IT2KB 2.160.26

Fig. 5. Effect of carbon content on contact (I—3) and
low-cycle (4—6) fatigue strength of hot-deformed powder
steels with 0.3 wt% Ca microadditives (zpy;; = 1200 °C)

1, 4 — Astaloy CrM; 2, 5 — ABC 100.30; 3, 6 — PZhV 2.160.26
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a B 30HE JJ0JIOMa OH MMeeT CKOJbHBIN TPaHCKPUCTAI-
JIMTHBIN XapakTep, YYacTKM MHTEPKPUCTAJIUTHOTO
paspyiieHusI He PUKCUPYIOTCS, YTO CYIICCTBEHHBIM
00pa3oM OTJIMYAET U3JIOMBI MUKPOJIETUPOBAHHBIX 00-
pas3IloB OT M3JIOMOB 00pa3lOB-CBUACTENICH 063 MUK-
POa06aBOK JIETUPYIOIIUX DJIEMEHTOB (pHUC. 6, 0, 8).

HawnMenbIiie 3HauYeHHUS XapaKTEPUCTUK BBIHOC-
JIMBOCTU IEMOHCTPUPYIOT 00pa31ibl Ha OCHOBE MOPOIII-
ka I12KB 2.160.26 ¢ OTHOCHTEIBLHO BBICOKMM COAEP-
XaHVEeM HeMeTaJUTMYeCKHMX BKIIIOUEHU, B OCHOBHOM
CUJIMKATOB. B CBSI3M ¢ OTCYTCTBUEM OTE€YECTBEHHOTIO
cTaHmapTa, perIaMeHTHUPYIOIIETO Comep:KaHue HeMe-
TaJJINYECKUX BKIIOUECHUM B TOpSYEIITAMIIOBAHHBIX
MOPOIIKOBBIX CTadX, IIeJeCO00pa3HO BOCIOJb30-
BaTbcst pekomeHmaumsamMu ASTM B796 u 1SO13947:
2011 [27, 28]. B cooTBeTCTBUU C TPEOOBAHUSIMU YKa-
3aHHBIX CTaHAAPTOB Ha IMOBEPXHOCTHU IaMda IJ0-
mwaaso 100 MMm2 JIOTYCKaeTCsl:

— He 6osee 100 BKAoYeHU I AAUHOIO [ > 30 MKM;

— He 6osee 4 BKroueHui ¢ /> 100 MKM;

— He 6onee 1,5 BkmtoueHuii ¢ /> 150 MKM.

Cranu Ha ocHoBe nmopoinkoB Astaloy CrM u ABC
100.30 oTBevaloT BceM NMPUBEAECHHBIM TPEOOBAHU M, a
Ha ocHoBe I12KB 2.160.26 He cOOTBETCTBYIOT IIEPBOMY
W3 HUX.

Ha puc. 7 npuBeaeHbl 3aBUCUMOCTU XapaKTe-
PUCTUK BBIHOCIMBOCTH MUKPOJETHPOBAHHBIX IIO-
POIIKOBBIX CTaJIel B COCTOSTHUM IOCJIE TEPMOMEXaH M-
4yecKoit 00paboTKM OT coaepkaHus yriaepoaa. Kpupbie
MMEIOT HEMOHOTOHHBIH XapaKTep ¢ MAKCUMYMOM TIPU
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Puc. 6. MaioLiMK/I0BOE YCTAJIOCTHOE pa3pylleHre 3BTEKTOUIHBIX TOPOLIKOBLIX cTajeil Astaloy CrM
¢ no6askoii 0,3 mac.% Ca (a, 6) 1 6e3 Hee (8), monyuyeHHbIX N0 cxeme [ (frp; = 1200 °C)

a — OBIIHiT BUI M3JI0Ma; 6 — 30Ha 10JI0Ma, YIaCTOK TPAHCKPUCTAIUTUTHOTO Pa3pyILICHUS;

6 — 30Ha J10JIOMa, Yy4aCTOK MCXKYAaCTUYHOT'O Pa3pylmIcHUA

Fig. 6. Low-cycle fatigue failure of eutectoid powder steels Astaloy CrM with 0.3 wt.% Ca microadditive (a, 6)
and without it (¢) produced according to Diagram 7 (fry; = 1200 °C)

a — general view of fracture; 6 — break area, transcrystalline fracture section; ¢ — break area, interparticle fracture section
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Puc. 7. Biusinue cofepxaHus yriepoaa Ha KOHTaKTHY10 (I—3) 1 MaJlollMKJIOBYI0 (4—6) BHIHOCIUBOCTh
ropsiueneopMUPOBAHHBIX TOPOIIKOBEIX cTajielt ¢ MukpomobaBkamu 0,3 % Ca (a) n 0,2 % Na (6),

noy4yeHHBIX 1o cxeme 2 (fryp = 900 °C)
1, 4 — Astaloy CrM; 2, 5— ABC 100.30; 3, 6 — TIXKB 2.160.26

Fig. 7. Effect of carbon content on contact (I—3) and low-cycle (4—6) fatigue strength of hot-deformed powder steels
with 0.3 % Ca (a) and 0.2 % Na (6) microadditives produced according to Diagram 2 (tr; = 900 °C)

1,4 — Astaloy CrM; 2, 5— ABC 100.30; 3, 6 — PZhV 2.160.26

CCM =0,8+1,0 mac.%. B xone ucnbiTaHW1 Ha KOHTAKT-
HYI0 BBIHOCJIMBOCTb HU3KOYTJIEPOAUCTBIX CTajeit
(CCM < 0,4 mac.%) HabmromaeTcd CyIIeCTBEHHasd Je-
(opmanius topoxkek M3HOca Ha MOBEPXHOCTU 00pa3-
LOB (LUTPUXOBBIE YYaCTKU KpuBbIX). [Ipyu moBbIilie-
Huu Cc B uHTepsaie 0,4—1,0 mac.% 3HaueHust Nog 1
Nyppry BO3pAcTaioT B CBSI3M C YBEJIMYEHUEM KOJIHMYE-

CTBa MapTCHCHUTA M YMEHBIICHHEM KOJIMYECTBA TPO-
octuta. B yacTHOCTH, CTpYyKTypa CpeaHeyTJIeponu-
CTBIX CTaJleil COOTBETCTBYET OajljlaM 6 U 7, a BHICOKO-
yIaepoaAUCThIX — OasiaM 1 u 2 mkansl 8§ «CooTHOIIE-
Hue MapTeHcuTa U TpoocTuta» FOCT 8233-56.

IIpu CCM > 1,0 mac.% mpoMCcXOOUT CHUXECHUE Xa-
PaKTEepPUCTUK BEIHOCIUBOCTHU B CBSI3U C YBEINYCHUEM
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KOJIMYeCTBA M30BITOYHOTO IIEMEHTUTA U pPa3MEPOB €T0
BoLAeeHU. ClieayeT OTMETUTh, YTO B 3a3BTEKTOUI-
HBIX MUKPOJIETUPOBAHHBIX CTAJISIX (CCM = 1,0 mac. %)
U30BITOYHBIN LIEMEHTUT He Habmonancs. B cooTseT-
CTBUU C TEOPETUYECKOU U SKCIIEPUMEHTAJIbHOM OLICH-
KaM¥, BEITIOJTHEHHBIMU aBTOpaMu [29], BKIIIOUEHUS
IEMEHTUTA B XPOMMCTOM MONIIMITHUKOBOM CTaIn
pa3MepoM ~1 MKM MOTYT pacTBOpsIThbcs mpu ¢ = 915 °C
B TeueHre 10 MuH. [TOCKOJIBKY B YCIOBHSIX HACTOSI-
IEro 3KCIIepUMEHTa TeMIlepaTypa IpeaaedopMa-
LIMOHHOro Harpesa cocrtabisiia 900 °C, pacTBopeHuUe
BKJIIOUCHHM IIEMEHTHTA pa3sMepoM 1—2 MKM, obpa-
30BaBIIMXCS B MPOIIECCE 3aMEIJICHHOTO OXJIaXKIEHU ST
MOCJIe BBICOKOTEMIIEPaTyPHOTO CIIEKaHMSI XKeJie30Trpa-
(GUTOBOM KOMITO3UIINH, MOKET OBITh CBSI3aHO C aKTHB-
Hoil nuddy3ueit yriepoja B IpUCYyTCTBUU 100aBOK Na
nnau Ca. Bo3aMOXHOCTh TaKOl aKTUBaIlMU OTMeUaaach
u panee [30].

B cTpyKType MOpHUCTHIX 3aTOTOBOK 00pa3I10B-CBU-
neTesieil 6e3 MUKpOmo0aBOK BKJIIOYEHUS M30BITOU-
HOTO IIEMEHTHUTA MPUCYTCTBYIOT, YTO CIYKHT TOITOJI-
HUTEIBHBIM (AKTOPOM pa3yHnpoyHEHUS (ITOMHUMO
BIMSIHUSI HEMETaJJMYEeCKUX BKIIIOUEHUIT), TPOSIB-
JISIOIIMMCS TP MaJIOIIMKJIOBOM M KOHTaKTHOM Ha-
rpyxeHuu (cMm. puc. 3). PasMep aTUX BKJIIOYEHUN B
CTPYKTYpe 00pa3IoB-CBUAETENICH B COCTOSIHUM T10CIIe
CIICKAaHMS COCTABISICT 3—4 MKM.

TakuM 00pa3oM, BBeAeHHE MUKPOJETUPYIONINX
I00aBOK 00ecreYBaeT:

— YMEHBIIIEHNE Pa3MepOB BKIIIOUCHU I IIEMCHTUTA
IIPU CIIEKaHU U XOJIOMHOIIPECCOBAHHBIX 3aTOTOBOK;

— pacTBOpEHME MEJKUX BKJIIOYECHUU IIEMEHTUTA,
c(OpMHUPOBABIINXCS IIPH CIICKAHWH, B IIPOIIECCE ayC-
TEeHUTU3UPYIOIIETO MmpennedopMallMOHHOTO Harpesa
CMeYeHHBIX 3aTOTOBOK.

MakcuMadbHBIC IT0Ka3aTeJW BBEIHOCIMBOCTH B
YCJIOBUSIX KOHTAKTHOTO M MaJjOIMKJIOBOTO Harpy-
KEHU S TEMOHCTPUPYIOT 00pa3ilbl BEHICOKOYTJIEPOIH-
CTHIX XpPOMOMOJIMOACHOBBIX ITOPOIIKOBEIX CTaJIeil ¢
mukpono6askamu Ca (puc. 7, a, Xp. 1, 4). Y o6pa3uos,
MUKpPOJIETUPOBAaHHBIX Na, OHa HECKOJILKO HUXE, YTO
CBSI3aHO C BEPOSITHOCTBIO OKHCJICHUS TTOBEPXHOCTU
yacTul, ucxomHoro Cr-comepalllero mopolirka Ha
HavyaJbHOW CTaIWMM HarpeBa MpU BHIMIOJHEHUU OIle-
panuu ynaneHus cssymomero (600 °C, 1 4) mapamu
BOJIBI, KOTOpPBIE 00Opa3yloTcsl B IpoIecce pasiioxe-
Hus 6ukapooHara HaTpus (180 °C) [9]. 3HaueHUs Ny,
U Nypppy cTaseil Ha OCHOBE HEJIETUPOBAHHBIX XeEJE3-
HBIX MOPOIIIKOB 0Ka3aJIMCh 3HAUNTETbHO MEHBIIIE 10
CpPaBHEHUIO C XPOMOMOJIMUOAEHOBLIMHU (CP. Kp. 2, 3, 5,
6u 1, 4u1a puc. 7).
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KoHTakTHasT BBIHOCIMBOCTH MUKPOJIETMPOBAaH-
HBIX ITIOPOIIKOBBIX CTAJIEU IIOCJIE TEPMOMEXaHUYECKOM
00paboTKM (CX. 2) mpeBHIIIaeT COOTBETCTBYIOIINE T10-
KazaTeJu cTajieil aHaJOTMYHOIO COCTaBa B COCTOSI-
HMHU TIoCcJIe LIEeMEHTAlluu U TepMoobpadboTku. Hanbonb-
uiee 3HaueHue Ny, cTaseit c Mukponobaskamu Ca, no-
JIyYEHHBIX 10 cxeMe [, coctaBujio 560 4, a 1Mo cxeme
2 — 620 u. MakcumasnbHbie 3Ha4eHUs Nyqppy U KC 06-
pa3IoB MOCJje TePMOMEXaHNUECKOM 00pabOTKM TaKXKe
OKa3aJIUCh BHIIIE 10 CPaBHEHUIO C aHajJoraMu, I1O-
nydyeHHbIMU 110 cxeMe /. COOTBETCTBYIONIME 3Haude-
Hust Nyppy 1 KC 06pasiios, MoJy4eHHBIX 110 CXeMe 2,
coctaBusin 2140 uukiaoB u 2500 KI[)K/MZ, a Mo cxe-
me 1 — 1500 unkioB u 2070 kJIx /M.

VYKkazaHHasT 3aKOHOMEPHOCTb HECKOJBKO Hapy-
1maeTcsl MpU CPaBHUTEJIBbHOM aHajiM3e IoKaszaTeseit
MIPOYHOCTU Ha u3rub. MakcuMajbHbIe 3HAYEHUS
Ousr = 4040 MIla nponemMoHCTpupoBalud 00pasLbl,
Mojiy4yeHHbIe 1o cxeme I. Y o0pasloB Iocjie TepMOo-
MEXaHU4YeCKOil o0pabOTKM OHU HEMHOI'O HUXE —
3940 MIla. OgHAKO TaKoe pa3andue He SIBISICTCS Cy-
IIECTBEHHBIM U CBSI3aHO, 110 BCEil BUIMMOCTH, ¢ OoJiee
pPaBHOMEPHBIM pacmpeneicHueM yrjiepoia B IIEMEH-
THPOBAaHHOM CJIO¢ 00pa3IIoB, MOJIYYCHHBIX 110 cxeme 1.

BbiBOADI

1. TepMmoMmexaHuyeckasi oopaboTka sBasieTcss 3¢-
(EeKTUBHBIM CIIOCOOOM TOBBILIEHUS yIapHOIl BSI3KO-
CTH U XapaKTepUCTUK BBEIHOCIMBOCTH Topsiuemedop-
MHUPOBAHHBIX ITOPOIIKOBEIX CTaJIel ¢ MUKpOI0oOaBKa-
My Na unu Ca B yCIOBUSIX BO3ACHCTBUSI KOHTAKTHOTO
1 MaJIOIIMKJIOBOTO YCTaJIOCTHOTO HaTpPyKEeHUSI.

2. [IpoBenenne TMO obecrieunBaeT BO3MOXHOCTH
CHUXKEHUSI TeMIIepaTyphbl ropssyeil TOmpecCoOBKU MO-
PUCTBIX 3aroTOBOK 0e3 yXYIIIeHWs IToKa3aTeseit
MEXaHMYECKUX CBOMCTB IOJYYaeMBIX ITOPOIITKOBEIX
crajieit. OnTUMalibHasl TeMIepaTrypa ropsyeil mram-
MMOBKY TTOPUCTHIX 3aTOTOBOK cocTaBisgeT 900 °C.

3. [loBBIIEHNE YIAPHOM BSI3KOCTU, KOHTAKTHOM 1
MaJIOLUKJIOBOW BBIHOCJIMBOCTHU MOPOIIKOBBIX CTAaJIEH,
MMOJIy4YeHHBIX ¢ mpuMeHeHneM TMO, B cpaBHEHHUH C
obpa3uaMu Tocje LIEMEHTalluu U TepMOOOpabOTKU
CBsI3aHO ¢ (popMUpOBaHMEM B IEPBOM cjiyuae Ooliee
MEJIKO3epHUCTOM CTPYKTYPHI M OONBIINX MHUKpPOHA-
NpSKEHUI  KpUCTAJIN4YecKo pemieTku. [lomery-
JKMBaHUE MOBEPXHOCTHBIX CJIOEB 3arOTOBKM MPHU BbI-
MMOJITHEHU M TeXHoJorndeckux omnepanuii 'l co3maer
YCJIOBUSI peanu3allii B HUX aycDOpMUHTa.

4. HecMoTpsi Ha BO3MOXHOCTb CHUXXEHHUS TEM-
nepatypsl 'L, mpu peanusauum TMO Heobxomammo
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MpPeayCMOTPeThb AOMOJHUTEIbHBIE MEPBI MO MPEeaoT-
BpallleHM10 00€3yTJepOoXMBaHUs TOBEPXHOCTHOIO
CJIOSI 3arOTOBOK. B MPOTHBOMNOJOXHOCTh 3TOMY TpU
peanu3aly TeXHOJOTMYECKOM CXeMbI, BKIIOUaoIIei
MMpOBeAeHNE LIeMEHTAllMU U TepMOOOpabOTKHU, TaKKNe
MEpbI HE TpeOyIOTCS.
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BnusHne MexaHM4eCcKoi aKTUBALMM M NapaMeTpOB ropeHuns
Ha CBC-komnakTtupoBaHue KapOoupa TutaHa
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AHHOTauumsa: NpeacTaBneHbl pedynsTaThl UICCNeA0BaHMS Mo NoayyYeHnio Metogom CBC-koMnakTMpoBaHUS NIOTHOMO kapbuaa Tm-
TaHa. BbisiBNEHO, 4TO MCNOJIb30BaHNE MEXAHNYECKN aKTVBUPOBAHHOM PEAKLIMOHHOM CMECH MOPOLLKOB TUTaHa 1 Caxu NO3BONSET
nony4mTb 06pa3subl kKapbuaa TMTaHa ¢ MakCMManbHOM OTHOCUTENbHOW NNOTHOCTbLIO 95 %. OCOBEHHOCTLIO HAaCToSILLLEN PabOThI SIB-
NFeTCs TO, HTO MeXaHMYECKYI0 akTUBALMIO KOMMOHEHTOB 1 cMeLunBaHne cmecu Ti + C npoBoaunu B LLApoBOM MesibHULE. Viccneno-
BaHO BJISIHNE TEXHOJIOMMYECKMX NAapPaMeTPOB Ha XapakTEPUCTUKN FOPEHUS U CTPYKTYPY KOHCONMANPOBAHHOIO Kapbuaa TuTaHa.
YCTaHOBNEHO, H4TO AJ15 MOJTy4EeHMs BbICOKOMIOTHOro kapbuaa TutaHa HeoBXoAUMbIM YCII0BUEM SIBJISIETCS peann3aLuns pexmma Bbl-
COKOCKOPOCTHOIO FOPEHNS peakLMOHHON cMecu. [oka3aHo, 4TO CKOPOCTb M TEMNEpaTypa ropeHunst CUbHO 3aBUCAT OT pa3MepOoB,
Macchbl 1 MIOTHOCTU LLUMXTOBbLIX NPeccoBok. Mpu yBennyeHnn anametpa (20-58 mm) n maccol (10-70 r) npeccoBaHHbIX 06pa3uos
13 CMeCcei C akTUBMPOBaHHbLIMUM peareHTaMmn ckopocTb roperHns meHsnacek ot 10 go 100 cm/c, a TemnepaTtypa ropeHust — ot 2200
0o 3100 °C. MNoka3aHo BNMsSIHWE OaBieHUs NoANPeCCOBKU (MPUKNaabiBAEMOE Ha CTaAMM FOPEHUS) HA CKOPOCTb U TeMneparypy
npouecca ropeHns: CKopocTb pe3ko cHuxaetcs ot 100 no 10 cm/c B nHTepeane gasnenunnt 0-10 MlMa, a TemnepaTypa MOHOTOHHO
ymeHbLliaetcs ot 3000 go 2000 °C npu gasneHmn 0-40 MIMa. MpepnoxeH MexaHN3M BbICOKOCKOPOCTHOIO ropeHns peakLMOHHOM
CMECU TUTaHa 1 Caxwu, B KOTOPOM BaxHbIM HakTOPOM ABNSETCH 06pa3oBaHmne paananbHbiX (MPOAOSbHBIX) TPELMH B 0Opa3suax,
CMpPEeCcCOBaHHbIX U3 MEXaHNYECKUN aKTUBUPOBAHHOM cMecu. OHM 06ecneynBaloT pacnpoCcTPaHEHNE PACKaIEHHbIX MPUMECHbIX ra-
30B M MIHULMNPOBaHNE 3K30TEPMNYECKO peakLmmn B o6beme obpasua.

Kno4eBbie coBa: MexaHn4eckas akTvmeaums, waposasa menbHnua, CBC-npeccoBaHue, CKOPOCTb U TeMnepaTypa ropeHus, KoH-
conupmpoBaHHbIin TiC.
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Effect of mechanical activation and combustion parameters on titanium carbide SHS
compaction
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Abstract: The paper presents the results of a study on the dense titanium carbide production by SHS compaction. Itis shown that
the use of a mechanically activated reaction mixture of titanium and carbon black powders makes it possible to obtain titanium car-
bide samples with a maximum relative density of 95 %. A feature of this research is that the mechanical activation of components
and Ti + C mixture stirring were carried out in a ball mill. The study covers the influence of process parameters on the combustion
properties and structure of the consolidated titanium carbide. It was found that the high-speed reaction mixture combustion is an
essential condition for dense titanium carbide production. It was shown that the burning rate and temperature strongly depend on
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the size, mass and density of charge compacts. With an increase in the diameter (20-58 mm) and weight (10-70 g) of compacts
made of mixtures with activated reagents, the burning rate varied from 10 to 100 cm/s, and the burning temperature varied from
2200 to 3100 °C. An influence of the pre-pressing pressure (applied at the combustion stage) on the burning rate and temperature
was shown: the burning rate sharply decreases from 100 to 10 cm/s at pressures between 0 and 10 MPa, and the combustion tem-
perature decreases monotonically from 3000 to 2000 °C at pressures between 0 and 40 MPa. A high-speed combustion mechanism
was proposed for the titanium and carbon black reaction mixture where the formation of radial (longitudinal) cracks in compacts
pressed from the mechanically activated mixture is an important factor. These cracks ensure the propagation of incandescent im-
purity gases and the exothermic reaction initiation in the sample volume.

Keywords: mechanical activation, ball mill, SHS pressing, burning rate and temperature, consolidated TiC.
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BeeneHue

[lepcrieKTUBHBIM CIIOCOOOM IIOJIYYEHUST TBEPABIX
¥ M3HOCOCTOMKMX MaTepHraJioB Ha OCHOBE TYTOILJIAB-
KUX COCIMHEHUN SIBJISIETCS MCIOJIb30BaHUE METona
CBC-kommnaktupoBaHus [1]. Cioco0 BKJIIOYaeT:
— MPUTOTOBJICHNE PEAKIIMOHHOM CMECH ITOPOII-
KOB METaJIJIOB U HEMETAJIJIOB,;

— ¢opMOBaHUE IIMXTOBON 3aroTOBKU, KOTOPYIO
TMOMEIIAIOT B IIpecc-hopmy;

— BK30TEPMUYECKOE B3aMMOJEHCTBUE PEAreHTOB,
VHULUUPYEMOE TEIIOBBIM UMITYJILCOM;

— MpeccoBaHMe TOPSIETO KOHEYHOTO IIPOAYKTa.

CdopmupoBasiiasics 30Ha pearipoBaHUSI CaMO-
MMPOM3BOJILHO PacIpoCTpaHseTcs Mo oOpas3ily B BUAE
BOJIHBI TOpeHUS. B TedyeHMe KOpOoTKOro BpeMeHHU (ce-
KYHJbI) peaKIlMOHHAasi CMeCh MOPOIIKOB TpeBpalla-
eTcs B ycloBusix cujoBoro CBC-kKoMnakTUpoBaHU S
B TYTOILIaBKMiII MaTepuall, 00JadarolInii BEICOKUMH
TBEPIOCThIO U UBHOCOCTOMKOCTBIO [2].

IlonyyeHHbIe MaTepuaabl Ha3BalOT «CHUHTETUYE-
CKUMH TBEPIBIMHU MHCTPYMEHTAJIbHBIMUA MaTepraa-
mu» (CTUM) [3]. MHorouyucieHHble paboThI TOCBSIIE-
HbI MCCJIEAOBAHMIO BJIMSHUS COCTaBa peaKIIMOHHBIX
cMmeceii 1 pexkxuMoB CBC-KoMITaKTHPOBaHU S HA 3aK0-
HOMEPHOCTU (POPMUPOBAHUS MUKPOCTPYKTYPBI U (DU -
3UKO-MEXaHMYECKMX XapaKTepPUCTUK TBEPIOCIJIaB-
HBIX MaTepPUaIOB Ha OCHOBE TYTOIIJIABKMX COCIMHEHU I
U MeTajudyeckoi cBsa3ku. Hanbosnee usydeHbl Npo-
LIeCChl TOPEHUS U CTPYKTYPOOOpa30BaHUS B CUCTEMaX
Ti—C—Ni, Ti—C—B u Ti—B [4—6]. [Tony4yeHHBIE pE-
3yJIbTaThl 0000IIEHbI B MOHOTpadusix U o63opax [7—9].

Hzrorosnenue metonom CBC-koMnakTUpoOBaHUS
omHO(MA3HBIX KOHCOJUIAMPOBAHHBIX TYTOILIABKUX
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MaTeprajoB IIpencTaBiseT 3HAYUTEIbHBIE TPYIHO-
ctu. OcHOBHasI MpUYMHA — HU3KAs TUIACTUYHOCTH
CUHTE3UPOBAHHOTO TIPOAYKTA M3-32 3HAYUTEbHOMN
DPa3HMIIBI MEXIY TeMIEpaTypoil TOpeHUs U TeMIlepa-
TYpOM TUIABJICHUSI TYTOIJIABKUX coeqUHEeHNA. YTOOHI
YMEHBIIUTh OCTATOYHYIO ITOPUCTOCTh TYTOILIABKOTO
MaTepuraja, HeOOXOAMMO ITOBBICUTH TeMIIepaTypy ro-
PEHUS ¥ TUIACTUYHOCTH 1LIEJIEBOTO IIPOAYKTA.

Hacrosiiass pabota mocpsileHa MOJTYYEHUIO Me-
TonoM CBC-koMnmakTUpoBaHUS TJIOTHOTO KapOuiga
TuTaHa. B KayecTBe 00beKTa MccieaoBaHUS BbIOpa-
Ha cuctema Ti—C. AnuabaTuueckasl Temmneparypa ee
TOpeHusl, pacCYUTaHHas Ha OCHOBE TEepMOIMHAMMU-
YeCKHUX JaHHBIX, COOTBETCTBYET TeMIIepaType IIJIaB-
JNeHus1 kKapounga tTutaHa [9, 10]. DTo yka3biBaeT Ha To,
yto cucteMa Ti—C obnamaeT 1oCTaTOYHBIM 3alacoM
XUMHUYECKOM SHEepTrui, HEOOXOMMMOI IS OTyICHU S
meTonoM CBC-koMmakTUpOBaHUS MJIOTHOTO KapOu-
Ia TUTaHa. MakcumalsibHas TeMmIepaTypa TOpeHUs
MMOPOIIKOBBIX PEAaKIIMOHHBIX cMeceil HMxXe aanada-
TUYECKOM TeMIlepaTypbl TOPEHUS M3-3a TEMJI00TBOIA
B JUCIIEPCHYIO Cpeay 1 Kopiyc npecc-¢Gopmbl. YToObBI
COKpAaTUTh TOTEpU TeIlla, HEOOXOMMMO YBEINUYUTH
CKOPOCTb FOpPEHHUsI PEaKLIMOHHON CMEeCU, UCIOJb3Ys
PEXUMBI aKTUBMPOBAHHOTO CMEIIMBAaHMSI MOPOIIKOB
TUTaHa U caxu. [lepCreKTUBHOCTD MCIIOJIbh30BAHMS
MexaHu4eckoi aktuBaiuu (MA) KOMIOHEHTOB peak-
LIMOHHBIX CMecell s MOJyYeHUsI TYTOILIaBKUX COe-
IWHEHUI U CIIJIaBOB HAa MX OCHOBE ITOKa3aHa B paboTax
[11—13].

Llenpio HacTosIelr pabOThI SIBASIOCH HUCCIEIO-
BaHME BIMSHUS PEXUMOB aKTHUBHPOBAHHOTO CMeE-
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IIeHUS Ha CBOMCTBA PeaKIIMOHHOW CMECH TTOPOIIKOB
TUTAHA U CaXXU CTEXUOMETPUYECKOIO COCTaBa, a Tak-
ke napametpoB CBC-KoMMmakTUpOBaHUS Ha Xapak-
TEPUCTUKU TOPEHUS U CTEIIEHb KOHCOJIUIAIIMM Kap-
O0uga TuTaHa.

1. MeToamnka aKCnepuMeHTa

Peak1imoHHBIE CMECH CTEXNOMETPHUYECKOT'O COCTA-
Ba TOTOBMJIM C HCMHOJb30BaHMEM ITOPOIIKOB TUTaHA
mapku [TTM u caxu I1804T. UcxomHbie YaCTULIBI THU-
TaHa UMCIOT IEHAPUTHYIO (DOPMY U TIIAAKYIO TTOBEPX-
HOCTb, a caxa IMpencTaBiseT co00i arperatrhl, COCTO-
SI1IMe U3 YacTull yriaepoma [14].

CMecH TOTOBHMJIM B IIaPOBOM MEITBHUIIE 00BEMOM
2 iM° ipu ckopocTH BpaleHust 6apadana 60 06/MuH.
Marepuan mapoB — cranb LHIX15, amamerp — 20 mm.
HJIsT IpUTOTOBJICHUST CMECeil MCIOIb30BalN KaK MC-
XOMHBIE, TaK W TIPEABAPUTEIBLHO AKTUBUPOBAaHHBIC
TMOPOIIKH.

B peak1uimoHHOII cMeCH CTEXHMOMETPHIECKOTO CO-
cTaBa caxa 3aHUMaeT 00beM B HECKOJBKO pa3 00Jib-
11e, YeM TUTaH, U IIPU CMEIIMBAaHUU B IIIapOBOM MEJIb-
HUIIe pa3MOJbHBIE Tejla BO3ICHCTBYIOT Ha CaxXy B
OoJblIE CTeNeHU, YeM Ha TUTaH. [loaToMy mopoliok
TUTaHa TIpeIBapUTEIbHO MEXaHMYECKM aKTUBHPO-
BaJIM B LIAPOBOM MEJIbHULIE MPU MAaCCOBOM COOTHO-
WIEHWW IUXTHI ¥ 1apoB My, /M,,, = 1: 15 B TedeHue
45 4. IIpouecc MA caxu IMpOBOAMIMU IIPU CMEIIMBa-
HUM C HOPOLIKOM TUTaHa nipu My, /M, =1:15 B Te-
yeHue 20 4. B xoae akTMBUPOBAHHOIO CMELIMBAHMU S
arJjoMeparsl pa3pylIalTcs, a yaeJdbHas IOBEPXHOCTh
CaXX¥ yBeJIMIMBACTCS.

PexxmMbl cMelIMBaHUS M XapaKTepPUCTUKU peak-
LIMOHHBIX CMeceil mpeacTaBieHbl B Tada. 1. Cmech /
COCTOMT U3 UCXOAHBIX MOPOIIKOB TUTaHa U caxu (Ti +
+ C), cMech 2 — U3 MpeABapUTEIbHO aKTUBUPOBAaH-
HOTO MOPOIIIKAa TUTaHA M MCXOMHOIO IOPOIIKa CaXu
(Tipgp + ©), a cMecb 3 — M3 aKTUBUPOBAHHBIX I0-
powkoB TuTaHa U caxu (Tiy 4 + Cypa)-

Tabnuua 1. PeXxumbl cmelluBaHus
M XapaKTepucTUKn cmecen

Table 1. Stirring modes and properties of mixtures

. Iv]I\gZZI/I Coctas | My /My, | © Koo
1 Ti+C 1:3 0,28 2,2
2 Tips + C 1:3 0,29 2,0
3 Tiya+Cya  1:15 0,30 1,8

KoadppunmueHT obGxatusi odpasloB, cpeccoBaH-
HBIX U3 cMeceil [—3 maccoii 20 T B ipecc-opMe nua-
metpom 30 MM ripu nasieHuu 20 MIla, paccuutsiBanu
o ¢popmyJe

Ko6>K = 6/ 90»

rae ©, — HachblllHas IJIOTHOCTb cMecu, ® — MJIOT-
HOCTb IpeccoBaHHOro obpasua. Beauunna K g, no-
3BOJISIET OIICHWUTH IIPOYHOCTH ITPECCOBOK: YeM OHa
BBIIIIE TIPY OMHAKOBOM JIaBJIEHUU ITPECCOBAHMSI, TEM
ImpoYHee rmpeccoBka [15].

s KONMMYeCTBEHHON XapaKTEePUCTUKU IIPHUTO-
TOBJIEHHBIX CMeCei M3MePSIJIM HaCBITTHYIO TJIOTHOCTD
(Bg) mo 'OCT 19440-94 u MJIOTHOCTD MOCJE YTPACKHU
(Oyqp) mo TOCT 25279-93 (MCO 3953-85). IMomyyen-
Hbl€ 3HAUYEHU ST YCPEAHSJIU MO0 pe3yJbraTaM 3—J5 npoo.
s pacyeTa OTHOCUTEIbHON IMJIOTHOCTH MPECCOBaH-
HBIX 00pa3IoB MCIOJIb30BalM 3HAYCHUS IIJIOTHOCTH
tutaHa (4,5 F/CM3), caxu (1,8 r/CM3) 1 TEOPETUYECKON
miotTHocTr cMecu Ti + C (3,46 r/CM3) [14]. U3MmeHeHUe
TIJIOTHOCTH IIOCJIe YTPSACKH OIPEACIISLUIN CIACTYIOMINM
o0pazom:

ABy1 = (O, — ©)/Oy.

YTp YTp

DK30TepMUUECKMIT CHHTE3 U KOHCOJMAAIIMIO Kap-
Ouja TUTaHA OCYIIECTBISIJIM B nipecc-¢popMe C BHYT-
peHHUM auametpom 105 mMm. McxomHBIT 00pa3elr mo-
MeIaJii BHYTPh IIpecc-(PpOopMBI B OKPYXKEHUM IHC-
nepcHoro tenJjousonstropa (SiO,) [1]. Mccnenosanu
o6pa3iusl nuameTpoM 20—58 MM, CIIpeccOBaHHEIE 10
OTHOCUTEJIbHOM TIoTHOCTU 0,5—0,65. Makcumaib-
HYyI0 TeMnepaTypy (7,) U cpenHIO CKOPOCTb TOPEHU S
(U,) u3Mepsiu ¢ MOMOLLbIO TEPMONApHOK METOLUKU
[16]. B akcrepuMeHTaX UCIOIb30BaIN BOIb(MpaM-pe-
HUeBble TepMonapbl auameTpoM 200 MKM, paccTosi-
HUE MEXIY KOTOPBIMH 3aBHCEJIO OT AMaMeTpa Ipec-
coBoK U coctaBiasiio 10—45 mM. Cnam Tepmonap
yCTaHaBJIMBAIU BHYTPb 00pa3loB B 3aBUCMMOCTU OT
UX TOJIIUHBI Ha TTyorHe 1—5 MM. CUTHAIBI TepMOIIap
PETUCTPUPOBAJIU C TIOMOIIIBIO aHAJIOTO-1IM(POBOTO TIpE-
obpaszoBatens ¢ yactotoit 1 k'l 1 3anuckIBanu B na-
MSATH KoMmbpioTepa. [lapamMeTpsl TOpeHUS yCPETHSIIN
Mo pe3yJibTaTaM He MeHee 3 uamepeHuit. Omunodka us3-
MepeHMii He TpeBbiiaia 5 %.

Peakunio ropeHNsI MHULIMMPOBAJIN BOJIbhpamMo-
BOM CITUpaJiblo, pacKaJIeHHOW 3JIEKTPUIECKUM TOKOM.
lopsyunii MpoayKT CUHTE3a YIUIOTHSIJIM C ITOMOIIBIO
rUJpaBIndecKoro mnpecca ycuuauem 160 1. B akcrepu-
MEHTaX MCIIOJIb30BaJI ABYXCTAIUWHBINA PEXUM KBa-
3MU30CTAaTUYECKOrO CXKaTus: Ha CTaluU TOpeHUs (K-
30TepPMUICCKOTO CHHTEe3a) K 00pa3ily IprUKJIaabIBaIn
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nasienue P; = 0+50 MIla u BeiaepxuBanu 1 c, a Ha
cTaguu KoHcoaupauuu — P, =100 MIlaut=3c.
[MnoTHOCTE 0Opa3moB TiC ompenensiii MeTOIOM
ruapocraTudeckoro B3pemmpanus mo FOCT 15139-69.
MukpocTpyKTypy U (pa3oBbIii cocTaB 00pa3loB U3Yy-
YaJI1 ¢ TTOMOIIbIO0 aBTOOMUCCHOHHOTO CKAHUPYIOIIIETO
BJIEKTPOHHOTO MMKPOCKOINA CBEPXBBEICOKOTO pa3pe-
meHus UltraPlus («Carl Zeiss», 'epmanus) u nudpax-
tometpa JJPOH-3 (HIIO «bypeBecTHuk», Poccus) ¢
HCIIOJIb30BaHUEM MOHOXpoMarudeckoro Cuk -usiy-
yeHUs1. MUKpocTpyKTypy oopasuos TiC uccnenoBaiu
C TIOMOIIBI0O METOAMK KOJMYCCTBEHHON MeTajiorpa-
¢buu [17]. Cpennuii pasmep 3epeH (R.,) oueHuBaIu
METOJOM XOpJ IpU BEIOOpKE He MeHee 150 3epeH.

2. AkcnepuMeHTaNbHble pe3ynbTaThbi

2.1. PeXuMbl CMELUUBAHUS U XapaKTePUCTUKK
peakLMOHHbIX CMecei

HM3meHeHue GopMbl YaCTULl U UX KpHUCTaIINye-
CKOIl CTPYKTYpHl NIpPU aKTUBHUPOBAHHOM CMEIINBa-
HUU TIOPOIIKOB METAJJIOB U HEMETAJIJIOB B IIaPOBBIX
MEJIbHUIIAX OKa3bIBaIOT CYIIECTBEHHOE BIMSIHME Ha
(opMoBaHMEe M TPOYHOCTh IIUXTOBBIX 3arOTOBOK.
TexHonornyeckue xapaKTepUCTUKU CMecCeil Tmocie
CMEIIMBAHUS M aKTHUBAIlUU OMPENCSIOT UX CIIOCO0-
HOCTb K (DOopMOBaHMIO 1 yIUIOTHeHMI0. Ha puc. 1 mpen-
CTaBJICHBI 3aBUCUMOCTHU HACBITTHOW MJIOTHOCTU (©) 1
M3MEHCHUS TNIOTHOCTH MOCHIE YTPSACKHU (A1) AJTst 06-
pasuos cMecu Tiy 4 + C oT BpemeHu cmelinBaHus (¢,,)
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Puc. 1. 3aBUCMMOCTHY HACHITTHOM TJIOTHOCTH (I—3)
U1 U3MEHEHU I TUIOTHOCTU TTOCIe YTPSICKU (4—6)
cMmecu Tiy 4 + C oT BpeMeHU cMeLIMBaHU S

opu My, /My, =1:3(1,4),1:8(2,5)ul:12(3,6)

Fig. 1. Dependences of bulk density (I—3) and tap density
variation (4—6) for the Tiy;4 + C mixture on stirring time
at My, /My, =1:3(1,4),1:8(2,5)and 1:12 (3, 6)
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IPY Pa3IMYHOI Macce pasMONbHbBIX Tesl (M,,). Bun-
HO, YTO OHHM HMEIOT BUI BKCTPEMaJbHBIX KPHUBBIX.
3HaueHust ©) U AOy,, 3aBUCAT OT COOTHOLICHWUS
My /My, YeM Bbillle HHTEHCUMBHOCTD BO3IEHCTBUS
pPa3MOJILHBIX T€JI, TEM 32 MEHbIIIee BpEeMSI JOCTUTAIOT-
csl MAaKCHMaJIbHBIC 3HAYCHU ST HACHIITHOM ITIOTHOCTU U
MUHUMAaNbHbIE — ABy,,. [Ipy 5TOM yMEHBIIAIOTCA UX
a0COIOTHbBIC 3HAYEH U S.

Mockonbky B cMecsax Ti + C cTeXxrmoMeTpruiIecKo-
ro cocTaBa 00BEM CaXXd B HECKOJILKO pa3 MPEeBBIIIAET
00beM TUTAHOBOTO IIOPOIIKA, TO TEXHOJOTHUYECKUE
XapaKTEePUCTUKHU CMeCeli B OCHOBHOM OIPEACISIIOTCS
CBOMCTBaMU caxu. 115l OLIEHKY M3MEHEHUSI CTPYKTY-
DB CaXky BOCITOJIb3YeMCSI IMTePATyPHBIMM JaHHBIMU
[18—20], B KOTOpPBIX MCCIAeAOBaHO BiaussHue MA Ha
CBOICTBa TeXHUYECKOro yriepoja. B aTtux pabdotax
IIPY ONIMCAHUU CJIOXHOMN CTPYKTYPHI Caxk¥ UCIIOJIb30-
BaHbI TEPMUHBI «arJIOMepPaT», «arperar» 1 «4acTULax.

Arnomepatsl pasmepom 1,0—1,5 MKM oOpa3oBa-
HbI u3 arperatoB (300—500 HM), KOTOpbIE COCTOSIT U3
cpocmuxcs yactuil yriaepona (40—100 uwm). IMocne
MA B r1aHeTapHOI MeJIbHU1IE arioMepaThl CaXu pa3-
mepoM 1,0—1,5 MmkM ymeHbiiamoTcst 1o 300—500 Hwm.
MOXHO TIPEONOJOXHUTh, YTO TPU HPUTOTOBICHUU
CMeCH MOPOIIKOB TUTAHA M CaXU B IIAPOBOI MeJbHU-
11e ITPOMCXOAUT aHAJOTMUHBIH MTPOIECC U3METBUCHU ST
caxxu, B pe3yJbTaTe Yero yBeaInuuBaeTcs Oy U yMeHb-
maercst AOy .

VI10THEHUIO MOPOLIKOBBIX CMeCeil TToJ, IeiiCTBU-
€M COOCTBEHHOTO Beca IPensITCTBYIOT apKu, 00pa3o-
BaHHBIE aTJIOMepaTaMM CaXk1, KOTOPbIE pa3pyIlIaloTcs
npu BUOpoymJoTHeHUU (yTpsicke). C yBelIMYeHUEM
BpeMEHU M WHTCHCHUBHOCTU BO3ACHCTBUSA Pa3MOJIb-
HBIX TeJI BEIMYMHA AOy,, yMEHbIIAETCH. DTO CBA3AHO
C pa3pylleHHEeM arjioMepaToB, YMEHbIIEHUEM Mac-
mTada CTPYKTYPHBIX COCTABJISIONINX, YBEIUICHUEM
yIeJIbHOM TTOBEPXHOCTU U, COOTBETCTBEHHO, peaKIln-
OHHOM CITOCOOHOCTU caxu. M3 HemocTaTKOB aKTUBH-
POBAHHOT'O CMEIIMBAHUS CIEAYyeT OTMETUTh CHIUXKE-
HUE TTPOYHOCTHU TTPECCOBAaHHBIX 0OPa3II0B.

2.2. 3aKOHOMEpHOCTH ropeHuns
peakuMOHHbIX cMecen

3aBucumoctu ckopoctu (U,) u Temneparypsl rope-
Hu4d (7)) ot auamerpa (d) U Maccel (m) NPeccOBaHHBIX
00pa3lLoB MpeacTaBieHbl Ha puc. 2. BuaHo, 4To npu
yBeJMYeHUU d CKOPOCTh TOPEeHUs 0Opa3siia, Clipecco-
BaHHOTO M3 cMecH I, Bo3pacTaet no 15 cM/c, u3 cMme-
cu 2 — 6onee 80 cMm/c, a m3 cmecu 3 — 6oxee 100 cm/c.
[Tpu 3TOM TEMMepaTypa ropeHusI IJ1s1 BCeX CMecei ITpu
yBeJMYEHUU TMaMeTpa IIPeCCOBOK Takxke pacteT. [1o-
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Puc. 2. 3aBucMMOCTI MaKCMMAaJIbHOI TeMIieparypsl (I—3)
U cpeaHelt cKopocTu (4—6) TopeHusl OT nuameTpa (a)

U Macchl () o0pas1ioB, CIPECCOBAHHbBIX U3 CMeCeN
Ti+C,4), Tiya + C (2, 5) uTiys + Cya 3, 6)
h=10,5+11,0 MM, d = 58 MM, ® = 0,5+0,53

Fig. 2. Dependences of the maximum temperature (I—3)
and average rate (4—6) of combustion on the diameter (@)
and weight (6) of samples pressed from mixtures

Ti+ C (1, 4), Tiyya+ C (2, 5) and Tipg4 + Cya 3, 6)
h=10.5+11.0 mm, d = 58 mm, © = 0.5+0.53

JIy4eHHBIE pe3yJIbTaThl IOKAa3aJI1, YTO B OOJIBIICH CTe-
MeHU TeoMeTpuUYecKre pa3Mepsl (IuaMeTp d U BBICO-
Ta h) BAMUSIIOT Ha MapaMeTpbl TOpeHus o0paslioB,
CIIPECCOBAHHBIX N3 aKTUBHMPOBAHHBIX CMECEIA.

Ha puc. 3 npeacrtaBiaeHbl 3aBUCMMOCTU CpeaHei
ckopoctu (U)) 1 MakCMMalbHOI TemIepaTypbl rope-
Hus (T,) oT MJIOTHOCTU 00pa3LOB, CIIPECCOBAHHBIX U3
aktusupoBaHHOU cMecu 3 (Tiyp + Cya)- BunHo, uro
MaKcUMaJjbHble UX 3HaUYeHUs y oOpasua Maccoii 20 r
MeHbIIIe, YeM y obpa3siia Maccoii 70 r. B mepBoMm ciayyae
MaKCHUMaJIbHbIE TTapaMeTPhl TOPEHUST JOCTUTAIOTCS TIPU
OTHOCUTEbHOI MnoTHocTU 0,53, a BO BTOpOM — IpU
0 =0,57. D10 00yCIOBICHO O0JIee MHTEHCUBHBIM OTBO-
JIOM TeTlJIa U3 00pasiia ¢ MeHbIIIei Maccoil/TONIINHOM.

Ha puc. 4 npencraBieHbl 3aBUCUMOCTU CpemHEeM
CKOPOCTH M MaKCHMAaJIbHON TeMIepaTyphl TOPEHUS

T, °C U, cm/c
3200 100
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30004 - 60
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29001 - 40
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Puc. 3. 3aBucumoctu cpenHeit ckopoctu (1, 2)

1 MaKCUMaJbHOM TeMmnepatypsl (3, 4) TopeHust 00pa31ioB
IaMeTpoM 58 MM, CIpeCcCOBaHHBIX

n3 cmecu Tip 4 + Cpa, OT OTHOCUTETBHOM MIOTHOCTHU

Macca o6pazunoBm =201 (1,3)u70r (2, 4)
Fig. 3. Dependences of the average rate (1, 2)
and maximum temperature (3, 4) of combustion

for samples 58 mm in diameter pressed from
the Tiy 5 + Cy 4 mixture on relative density

Sample masses are m =20 g (1, 3) and 70 g (2, 4)

°C U,, cm/c

150

-100

P,, MIla

Puc. 4. 3aBucuMocTi MakcUMaJibHOM Temmneparypsl (1—3)
U cpenHel ckopocTu (4—6) ropeHusi o0paslioB,
crpeccoBaHHbIx U3 cMecelt Ti + C (1, 4), Tiya + C (2, 5)
u Tipip + Cya (3, 6), OT HaBIAEHUS NOANPECCOBKU

Ha CTaguu TOPEHUS

d=58mMm,m=50r, ®=0,5+0,53

Fig. 4. Dependences of the maximum temperature (I—3)
and average rate (4—6) of combustion for samples pressed
from mixtures Ti + C (1, 4), Tiyja + C (2, 5)

and Tiy o + Cya (3, 6) on pre-pressing pressure

at the combustion stage

d=58mm,m=50g, ®=0.5+0.53
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00pa3uoB AUaMeTPoM 58 MM, CIIPECCOBAHHBIX U3 CMe-
ceil /—3, oT maBjaeHUs MOANPECCOBKU (P), NpUKIIa-
IBIBAEMOTO K mpecc-dopMme ¢ oOpas3lioM Ha CTamguu
ropeHus. BunHo, yto npu ero yBenuyeHuu a0 10 MITa
CPEIHSISI CKOPOCTh T'OPEHUST PE3KO YMEHBIIAeTCs OT
100 mo 10 cMm/c, a mpu P; > 10 MIla oHa cHuXaeTcs
niaaBHO — ot 10 1o 5 cM/c. MakcuMaabHas TeMIiepa-
Typa ropeHusi C pOCTOM JaBJIeHMUsI MOATIPeccOBKHU OT 0
1o 40 MIla Takxe magaet ¢ 3000 go 2000 °C.

2.3. XapakTepucTuku
KOHCONUAMPOBaHHbIX 00pa3uoB TiC

BiausiHue peXXxmMoOB aKTMBUPOBAHHOTO CMEIIMBa-
HUS peakKIIMOHHON cMecH Ha 3 (OEKTUBHOCTH KOHCO-
JIMIAIINYA KOHEYHOTO MPOAYyKTa N3yJalii Ha oOpasmax
nuametpoM 30 MM 1 Maccoii 25 1. B Tabi. 2 npeacras-
JICHBI TaHHBIC O BAUSHUU CIIOCOOOB IIPUT'OTOBJICHMUS
¥ OTHOCHUTEJIBHOU INIOTHOCTH (©) peaKIITMOHHBIX CMe-
ceil Ha nmapaMmeTpsl ropeHusd (U, n 7)) u OTHOCUTEIb-
HYIO IUIOTHOCTb (Op;c) obpasuos TiC. Pesynbrarsl
9KCIIEPUMEHTOB ITOKa3aJIi, YTO IIPU TOPEHUU cMecH |
OTHOCHTEJIbHAs MJIOTHOCTh KapOuaa TUTaHAa COCTaB-
nsiet 82 %, u3 cmecu 2 — 93 %, aus cmecu 3 — 95 %.

Takum 00pa3oM, IpU UCTIOIb30BaHUN aKTUBUPO-
BaHHOUM peakIIMOHHOW CMEeCU TUTaHa U Caxk¥ yBeJH-
YUBAIOTCSl TeMIepaTypa, CKOPOCTb TOPEHUST U OTHO-
CHUTeJIbHAS IUIOTHOCTD KapOuma TutaHa. [1o maHHBIM
peHTreHo(}a3oBoro aHaau3a MOJYUYEHHBIE 00pas3iibl
colepxXaT CTeXMOMETPUYECKU I KapOu 1 TUTaHa.

Haubonsmuii cpequuii pazmep yactu TiC (ch =
= 6,7 MKM) (popMHpyeTCsI TPU TOPEHUH HEAKTUBHPO-
BaHHOM cMmecu I, a MUHUMAaJbHBIA — IPU TOPEHUU
cmecu 3 (R, = 3,5 Mkm) [14]. Takum 06pazom, TOBBI-
IIeHUe TeMIIEpaTypbl U CKOPOCTH T'OPEHUST aKTUBUPO-
BaHHBIX CMeCell TIPUBOIUT HE TOJBKO K YBEJIMYECHUIO
MJOTHOCTH, HO M K YMCHBIICHUIO pa3Mepa JacTHIL
KapOuja TUTaHa.

CTpyKTypooOpa3oBaHue MpU MOJYYEHUU KapOu-
na tutaHa MmetogoM CBC-KOMITaKTHpPOBaHUS HCCIe-
JIoBaHO B pabortax [14, 21], rae pacCMOTPEHO BIUSHUE
TeMIlepaTypbl TOPEHU S Ha pa3Mep KapOMIHBIX 3€PEH.

3. 06cyxpeHue pesynbTaToB

DDPeKTUBHOCT, KOHCOMMIAAIUN TYTOILJIABKUX
MaTepuasoB, monyyaeMbix Mmetogom CBC-mpeccoBa-
HM4, 3aBUCUT OT Temnepatypsl (7;) u ckopoctu (U,)
TOpEeHUS peakIMOHHON cMecHu TMOpomKoB [22]. U3-
MEHsIsI TeoMeTpMYecKrue pa3Mepbl oOpasiia, MOXHO
CHU3UTh MHTEHCHMBHOCTH TEIJOOTBOIA M YBEJIMUYUTH
MaKCHMaJIbHYIO TeMIIepaTypy KOHEYHOTO IIPOOyKTa.

W3 Teopuu reTeporeHHOro TOpeHu sl U3BBECTHO, YTO
BeJMuuHa U, 3aBUCUT OT MOLIHOCTU XMMHUYECKOIrO
TETIJIOBBIICICHUS W TEIUIOIIPOBOTHOCTH WMCXOITHOT'O
obpasua [9]. IlpencraBieHHble B HacToslIell pabore
pe3yJabTaThl MOKa3aJii, YTO 3HAYUTEIbHOE (Ha MOopsi-
JTIOK) YBEJIMYEHIEe CKOPOCTU TOPEHUS OBLIO TTOTYICHO
IIPY TOPEHUN MEXaHWYEeCKH aKTHUBHPOBAHHOU peak-
LIMOHHOM CMEeCH TTOPOIIKOB (CM. TabII. 2).

B xome akTWBMPOBAaHHOI'O CMEIIMBAHUS B METall-
JIMYECKUX YacTUIaX o0pa3yloTcsl TPEIIMHBI, a TaKXKe
neeKThl B KPUCTAIJINYECKON pelieTke. 1o odecrne-
YUBaeT YBEIWUCHUE CKOpocTel muddy3nmd M 3K30-
TEPMUYECKOTO B3aMMOJEHCTBUSI peareHToB. BaxkHO
OTMETUTh, YTO Ha TEeMIIEpaTypy U CKOPOCTh T'OPEHUS
AKTUBUPOBAHHON pEaKIIMOHHON CMECH THUTaHA U Ca-
KM CYIIECTBEHHOE BIIMSTHUE OKa3bIBAET MPUJIOKEHHOE
K o0pa3ily AaBjieHue MOAMPECCOBKU (Ha CTaIUuu rope-
Hust). Haubonpuas Benuuuna U, = 100 cM/c noctura-
€TCsI B OTCYTCTBUE JaBJIEHUsI TIOATIPECCOBKU, a TIPU €T0
yBennveHuu 6oiiee 15 MIla ckopoCTh ropeHUsT aKTU-
BUPOBAaHHBIX CMECel YMEHBIIIaeTcs 10 2—3 cM/c.

Ha puc. 5 npenctaBiaeHbl poTorpadum u3jaoMoB
00pa3loB, MOJYYEHHBIX ITPU TOPEHUM aKTUBUPOBAH-
HOM cMecH 31 MCXoaHO cMecH I. BumHO, 4TO B IepBOM
cllyyae ToJIlIMHA obpasla yBeauuuach B 1,5 pasa,
a BO BTOPOM — OHa He u3MeHumaachb. O4eBUIHO, YTO
YBEJIMYECHHE TOIIINHEI 00pa3iia 00yCI0BICHO BO3ICTi-
CTBHEM BBIIEIISIONINXCS B BOJTHE TOPEHU S IIPUMECHBIX
raszoB. AHajJu3 pe3yJibTaTOB MCCAEAOBaHMI, Kacalo-
IIUXCS BBIACIISIONINXCS TIPU TOPEHUN PEeaKIIMOHHBIX
cmeceit Ti + C mpuMecHBIX Ta30B, Haubojee MOJTHO
npeacTaBieH B padoTe [23]. YuuTbiBasi, 4TO pU rope-

Tabnuua 2. MapameTpbl ropeHns U xapakrepuctuku o6pasuoe TiC

Table 2. Combustion parameters and properties of TiC samples

Ne cmecu Cocras (C) U, cM/c T,°C Rep, MKM Ortic, %
1 Ti+C 0,55 6,0 2650 6,7 82
2 Tiya + C 0,55 30 2850 3,9 93
3 Tipa + Cma 0,50 100 3000 3,5 95
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Puc. 5. ®ororpacdviu u3n1oMoB 06pa3LOB, MOTYYSHHBIX TPU TOPEHU U aKTUBUPOBAaHHON cMecH Tiyp + Cypa (@)
1 HeakTuBUpoBaHHOI cMecu Ti + C (6) 6€3 KOMIaKTUPOBAHU S

d=58Mm, ©=0,55,m=50T, P, =0

Fig. 5. Fracture patterns of samples obtained during activated Tiy;4 + Cy14 (@) and non-activated Ti + C () mixture

combustion without compaction
d=58mm,0=0.55,m=50g, P,=0

HUHW aKTUBUPOBAHHOM M HEAKTUBUPOBAHHOM CMecCeN
BBIJEJSIIOCh pPaBHOE KOJUUYECTBO MPUMMECHOIO rasa,
TO CTEeNEHb paclIMpeHUs 3aBUCeIa KaK OT IPOYHOCTHU
IIPEeCCOBAHHBIX 00pa3loB, TaK U OT MHTEHCUBHOCTHU
BbIOpOCa ra3000pa3HbIX MPOAYKTOB U3 00beMa Tpec-
COBOK, T.€ OT CKOPOCTH FOpEHUSI.

Breime oTMedanoch, 4YTO IIPOYHOCTH 0Opa3slia,
CIIPECCOBAHHOTO M3 aKTUBHUPOBAHHOUN CMECH, MEHb-
uie, 4eM U3 UCXOAHOM (CM. 3HaueHUs K g, B Tabu. 1).
IMosToMy TIpMeCHBI Ta3 B OOJBIICH CTEIIEHW pac-
MupseT obOpasell, CIIPECCOBAHHEBIM M3 aKTUBUPO-
BaHHOI cMmecHu. I[IpoYyHOCTh U MJOTHOCTH IIMXTOBBIX
IIPECCOBOK ITPH OAMHAKOBOM HABJICHUM IIPECCOBAHUS
CHUKAIOTCSI TIPY YBEJIMUYCHUH pa3MepOB M MacChl/TOJI-
IIMHBI 00pa3loB, YTO MPUBOIUT K POCTY MaKpoje-
¢GeKTOoB B 00BEME IIPECCOBOK. YBEIMUYCHUE pa3MepOB
¥ MacCHI IIPECCOBOK TaKXe IMPUBOINT K MOBHIIICHUIO
KOJIMUeCTBa BEIOpachIBaeMbIX U3 00beMa 00pa31i0B ra-
30B, YTO TaKXe CIIOCOOCTBYET YBEIMUCHUIO NX pa3Me-
POB TOCJie CTOpaHusl.

OOpa3oBaHMe B IIPECCOBaAHHBIX 0Opa3lax pac-
CIIOWHBIX TPEIIWH, IapaJUIeIbHBIX paclpocTpaHe-
HUIO PPOHTA TOPEHUSI, 00YCIOBJIEHO KaK CBOMCTBAMU
MOPOIIKOBOM CMECH, TaK M YCIOBUSIMU OIHOCTOPOH-
Hero npeccoBaHus [15]. Pe3ynbraThl ucciaeqoBaHuUi,
MpeacTaBjIecHHBIE B [4], TTOKa3ajiv, YTO ITOMIEPEUHBIC
TPEIIMHbBI CHUXAIOT, a IPOAOJIbHbIE — YBEJIMYUBAIOT
CKOPOCTB TOPeHUST 06pa3iia, CIIpecCOBAaHHOTO N3 CMe-
CH TTIOPOIITKOB TUTaHA U CaXKH.

Bo3moxHBI 2 MexaHU3Ma YBEIUYEHUS] CKOPOCTU
ropeHusI, oOyCIIOBJICHHBIE OOpa30BaHMEM IIPOHOJIb-
HEIX TpemnH. [TepBhIif — CB3aH ¢ 3alI0JTHEHUEM Tpe-
IIMH TOpSYUM MPUMECHBIM T'a30M, KOTOPBII Harpe-
BaeT U BOCIUIAMEHSIET peaKIIMOHHYIO cMeCh. bricTpoe
pacnpocTpaHeHHUe TopsiYero rasa 1o paauaibHbIM
TpelMHaM MOXeT 00ecleynuTh 00beMHOE BOCIIaMe-
HEHHE W BBICOKYIO CKOPOCTh TopeHUs. Peanmzamus

3TOro crocoba orpaHWYeHa HU3KOHW TETIOEMKOCTHIO
npuMecHoro rasa. Ilpm HemocTaTke MEpPeHOCHMOTrO
ra3oM TerJia peakIIMOHHasi cMech He OyneT BocCILia-
MeHATbcss. OHAKO B MOJIb3Y 3TOTO0 MEXaHU3Ma MOXKET
CIYXXHUTb TOT (PAKT, YTO MPHU BBICOKOI CKOPOCTH TO-
perus (100 cMm/c) TpoUCXOOUT BHIOPOC HE TOJIBKO Ta-
3000pa3HBIX IPOAYKTOB, HO U BMECTE C HUMU YaCTHUIL
Caxu, HaJIM4yue KOTOPhIX (PUKCHPYETCS Ha TOBEpPX-
HOCTU 00pasioB mocie cropaHus. [loatomy c yBe-
JIMYEHNEM CKOPOCTU BhIOpOCa M3 00beMa TPEeCcCOBOK
pacKaJeHHBIX TPUMECHBIX Ta30B B UX COCTaBE MOSIB-
JISTIOTCSL TBEpIbIe YaCTUIIBI yriiepoga. OHU BMecTe C
ra3000pa3HbBIMU MTPOMYKTAMU TIEPEMENIAIOTCS 11O TPe-
IUHaM (KaHaJlaM) BHYTPU MPECCOBKU, OCYIIECTBSS
KOHTaKTHOE BICOKOTEMIIEpaTypHOE B3aUMOeCTBUE
MeXIy 4aCTUIAMU TUTAHA U yTJiepoaa, UHULMUPYS
00BbEMHYI0 peaKI M0 KapOuau3aluu.

Bropoit MexaHU3M CBsI3aH C pacTeKaHWeM pac-
TUIAaBJIEHHBIX YAaCTUIl THUTaHA. DTOT CIOCO0 TaKxke
MOXeT 00ecneYuTh HEeOOXOMMMbIE YCJIOBMS TEILIO-
nepeHoca. BaxkHO OTMETUTH, UTO OOpa3oBaHUE TPO-
JIOJIBHBIX TPEIIWH OyIeT COo3MaBaTh yCAOBUS A Ha-
MPaBJEHHOTO pPacTeKaHUS pPACIJIaBJICHHBIX YacTHIL
TUTAaHa B CJIO€ CaXH, KOTOPOE ODKCIEPUMEHTATbHO
nccienoBaniock panee [24]. [lokazaHo, 4TO pacruiaB-
JIECHHBI TUTAH pacTeKaeTcsl TOJbKO MO MOBEPXHOCTHU
TPELIMH, 00pa30BaBIINXCS MPU pacIIuPeHU U 06pasiia
TIOJ1 IeICTBUEM ITIPUMECHBIX Ta30B.

HeoOxonuMbIM  yCIOBHMEM BBICOKOCKOPOCTHOTIO
pexuMa ropenus cMmeceir Ti + C gaBisgeTcss MexaHo-
aKTMBUPOBAHUE TUTAHOBOTO IMOPOIITKA, KOTOPOE MO-
KET PUBOIUTH K CHUXEHHMIO TeMIlepaTyphbl BOCILIA-
MEHEHUSI CMecell 3a CUeT HAKOMJEHUs CTPYKTYPHBIX
nedextoB [12, 25]. Tlo pe3ynbTaTaM HalllUX WCCIeE-
JMIOBAHUUII CKOPOCTb TOPEHUST IMPECCOBOK M3 CMECH,
cozlepxallleli aKTUBUPOBAHHYIO CaXy, COCTaBJSIET
5—10 cM/c 1 HE3HAYUTETBHO OTIMIAETCS OT CKOPOCTH
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ropeHusi cmecu 6e3 MA. OmHako MOMOJHUTENbHAS
aKTHUBallMs CaXy TaKXe IMPUBOIAUT K YBEJIUMYECHUIO
ckopocTu ropeHus go 6oisee 100 cm/c. BDToT 3pPpekT
JIOCTUTAETCS 32 CYET MU3MEJIBYCHM ST CTPYKTYPHBIX CO-
CTaBJSIOLINX caxXu nmpu MA.

HpyrumMu yCIOBUSIMH BEICOKOCKOPOCTHOTO PEXKM-
Ma TOpeHU S SIBJISTIOTCS 00pa3oBaHMe MaKpoaedeKTOB,
pPacCIONHBIX TPEIIMH IO BCEMY O0BEMY IIPECCOBOK
BCJICACTBUE YXYIOIICHUS YIUIOTHSIEMOCTH M IIPECCY-
eMocTn MA-cMeceil, a TaKxKe camMa cxeMa CMHTe3a B
«recyaHoil» Tmpecc-popme. Hanmuwme nucnepcHoit
CpeIBl BOKPYT TOPSIIEil B BBICOKOCKOPOCTHOM PEXKM-
M€ TIPECCOBKHM 00ecreurBaeT KpaTKOBPEMEHHOE T0-
BBIIIIEHVE OaBJICHUS BBIICISIONIMXCS pacKaJeHHBIX
ra3oB, HEOOXOOMMMOE IJisI IPOHUKHOBEHHS BO BHY-
TPEHHUE CJIOM U THULIMUPOBAHU I OCHOBHOM peaKkIInu
KapOouausaluu B o0beMe 00pa3lioB.

[IpenmoxkeHHBIM MeXaHU3M TOPEHHS CMeCHU II0-
POIIIKOB TUTaHAa M CaxXM TOATBEPXKAACTCS DKCIEPH-
MEHTaJbHBIMHU pe3yJibTaTaMU. Brllie ObII0 MoKa3aHo,
YTO YBeJINYCHUE TaBJICHUS IIPUBOIUT K YMEHBIICHHIO
CKOPOCTH ropeHusl. B paMmkax paccMaTprBaeMoro Me-
XaHM3Ma IIPUKJIaAblBaeMOE Ha CTaAUU TOPEHUS IaB-
JICHWE TIONIIPECCOBKHU TPEISITCTBYET pacIpoCTpaHe-
HUIO (POHTA TOPEHMs MO paguajbHBIM TpellnHaM,
YTO YMEHBIIIAeT CKOPOCTh U TeMIIepaTypy FOPEHU .

s 6onee netajibHOro 0OOCHOBAaHUSI MeXaHU3Ma
BBICOKOCKOPOCTHOTO TOPEHUSI aKTUBUPOBAHHOM CMe-
CH MOPOIIIKOB TUTAaHA 1 CaXXX HEOOXOMUMBI TOTIOJIHM-
TeJIbHBIC UCCIICIOBAaHMUS.

3aknouyeHue

HccrienoBaHo BIUSHIE MEXaHOAKTHBAILIUY CMeCei
Ti + C cTexroMeTpruuecKoro coctaBa U rmapamMeTpoB
CHHTE3a Ha XapaKTepUCTUKHU TOPEHUS U CTPYKTYpY
Kapouga tuTaHa. [loka3aHO, YTO BBICOKOILJIOTHBIU
KapOua TUTaHA MOXKET ObITh MOJYYEH MPU OCYILIECT-
BJIEHUH BBICOKOCKOPOCTHOTO PeXMMa FOPEHUs Mexa-
HUYECKN aKTUBHPOBAHHOM peaKIIMOHHON CMECH I0-
POIIKOB TUTaHa U caxu. JIJis1 obecrieueHus1 BbICOKOI
CKOPOCTH FOPEeHUST HEOOXOAUMBIM YCIOBUEM SIBIISIET-
c1 MA TUTaHOBOTO MOPOIIIKA, a JOTOJTHUTEIbHEIM —
MA caxu.

[IpensoxeH MeXaHU3M FOPEHUSI C AHOMAJILHO BhI-
COKOI CKOPOCTBIO, OOYCJIOBJIEHHBINI 00pa3zoBaHUEM
B IIPECCOBAHHBIX IIMXTOBBIX 00pa3ilax paauaibHbIX
TpelIrH (KaHaJIOB), II0 KOTOPEIM pacKaJICHHBIE TTPH-
MECHBIE Ta3bl MOTYT IIPOHUKATh BO BHYTPEHHUE CIIOU
CIIPECCOBAHHBIX 00pa3loB MU MHUIIMMPOBAThH peak-
L0 KapOuaU3aluy 110 BCeMy 00beMYy.
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BnugHue nerupyowmx no6aBok MonndaeHa n peHuns
Ha CTPYKTypy M ceBoicTBa nutoro cnaasa NiAl—-Cr—Co
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AHHOTaums: MNMpuMeHsia TexHonorunio ueHTpobexHoro CBC-nnTbsa, nonyyeHol cnnaebl cuctembl NiAl-Cr-Co-X, roe X = 2,5+
+15,0 mac.% Mo 1 oo 1,5 mac.% Re. iccnepoBaHo BAnsHMe MoanduLmpyomx 4o6aBoK Ha NPOLLECC ropeHns, a Takxxe ha3oBbIi
COCTaB, CTPYKTYPY 1 CBOWCTBA NIUTLIX cniasoB. BeegeHune ao 15 % Mo u 1,5 % Re no coBOKynHOCTM CBOMCTB 06eCneynsio Hau-
B60onbLINA NPUPOCT CBOMCTB OTHOCUTENbHO 6a3oBoro cnnasa. MonnbaeH, o6pasyst NNacTUYHYIO MaTpuLy, MOBbICUI MPOYHOCTHbIE
CBOICTBA 10 C/IeAYIOLLIMX 3HAYEHWIA: Npeen NPoYHOCTU 6, = 1730+30 Mra, npeaen Teky4ecTu oy o = 1560+30 MMa 1 nnacTtuye-
ckas cocTasnsiowas aedopmauum g, = 0,95 %, a omxur npu t = 1250 °C yBenn4nn nx Ao yposHs o, = 1910£80 MMa, 6 o = 1650+
+80 MMa v g, = 2,01 %. PeHnii Mmoandrumposan CTPYKTYpy Crisiaa 1 yiy4Lini ero cBoncTea Ao ¢, = 1800+30 MIMa, oj , = 1610+
+30 MMa v gy, = 1,10 %, @ OTXXMI AOMONHATENBHO YBEIMYUI UX A0 3HaYeHUl 6, = 226030 MMa, oj » = 173030 MMa n g, = 6,15 %.
MeTonom HaHOMHAEHTMPOBAHMS onpeaeneHbl mexaHnyeckue ceonctea ¢as NiAl, (Ni,Cr,Co)sMo3C, NiszAl, (Cr,Mo) n MoRe,,
a Takxe runotetudeckonn ¢dasbl Al(Re,Ni)3. MokasaHo, 4TO nokanbHOe padynpoyHeHne npu omxure ¢ t > 850 °C nosbilwaeT [oN0
nnacTuyeckomn gedopmarmm Npu UCMNbITAHMAX HA CXaTUe, 4TO CBA3AHO C MOTEPEN KOrepPeHTHOCTU rPaHnL, HAHOPA3MEPHbIX ANC-
KOBbIX BblAeNeHNn Ha ocHoBe Cr C NepechILEeHHbIM TBEPABLIM PACTBOPOM MO TUMY CTPYKTYPHOro npeBpatleHus MHbe—lNpecTto-
Ha. YcTaHoBeHa nepapxudeckas 3-ypoBHesas cTpykTypa cnnaea NiAl-Cr-Co-15%Mo: nepBbli ypoBeHb 06pa3yioT AeHOPUTHbIE
3epHa B-NiAl ¢ npocnoiikamun monubaeHcoaepxaimnx das (Ni,Co,Cr)sMozC n (Moo,acro,z)xBy C pasmMmepom a4eek 0o 50 MkM; BTO-
poli — ynpouHsiiowme cybMUKpoHHble YacTuubl Cr(Mo), pacnpefeneHHble BOOb FPaHUL, 3ePEH; TPETUIN — KOr€PEHTHbIE HAHOBbLIAE-
nenus Cr(Mo) (10-40 Hm) B Tene aeHaputos B-NiAl. icnonb3yst METOANKN MEXAHNYECKOrO U3MESIbYEeHUS IMTOro Ccrnnasa, NonyyeH
MOPOLLOK-NPEKYPCOP CO CPELHUM pa3Mepom HacTuy Dg, = 33,9 MKM Ans nocnenyouien ceponamsaumm.
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Influence of molybdenum and rhenium alloying additives
on NiAl-Cr—Co cast alloy structure and properties
V.V. Sanin, M.I. Aheiev, Yu.Yu. Kaplanskii, M.l. Petrzhik
National University of Science and Technology «MISIS», Moscow, Russia
Received 08.06.2021, revised 18.06.2021, accepted for publication 21.06.2021

Abstract: A centrifugal SHS casting technology was used to obtain NiAl-Cr-Co—(X) alloys where X = 2.5+15.0 wt.% Mo and up
to 1.5 wt% Re. The study covers the effect of modifying additives on the combustion process as well as the phase composition,
structure, and properties of cast alloys. Alloying up to 15 % Mo and 1.5 % Re provided the highest improvement of properties in
relation to the base alloy in terms of overall performance. Molybdenum formed a plastic matrix and improved strength properties
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to the following values: uniaxial compressive strength o, = 1730+30 MPa, yield strength 6, = 1560+30 MPa, plastic component
of deformation &,4 = 0.95 %, and annealing at t = 1250 *C improved them to: 6.5 = 1910+80 MPa, 6,5 = 1650+80 MPa, &,4 = 2.01 %.
Rhenium modified the alloy structure and improved its properties to: 6,.5 = 1800£30 MPa, 6,5 = 161030 MPa, £,4 = 1.10 %, and
annealing further improved them to: 6, = 2260+30 MPa, o,s = 1730£30 MPa, g,4 = 6.15 %. The mechanical properties of the
NiAl, (Ni,Cr,Co)3sMo3C, NizAl, (Cr, Mo) and MoRe, phases, as well as the hypothetical Al(Re,Ni); phase, were determined by the
nanoindentation method. According to the Guinier—Preston structural transformation, local softening upon annealing att > 850 °C
increases the proportion of plastic deformation during compression tests due to the lost coherence of the boundaries of nanosized
plate-shaped Cr-based precipitates with a supersaturated solid solution. A hierarchical three-level structure of the NiAI-Cr—
Co-15%Mo alloy was established: the first level is formed by B-NiAl dendritic grains with interlayers of molybdenum-containing
phases (Ni,Co,Cr)sMogC and (Mog gCrq 5),B, with a cell size of up to 50 um; the second one consists of strengthening submicron
Cr(Mo) particles distributed along grain boundaries; the third one is coherent nanoprecipitates of Cr(Mo) (10—40 nm) in the body of
B-NiAl dendrites. The cast alloy mechanical grinding techniques were used to obtain a precursor powder with an average particle
size of D, = 33.9 um for subsequent spheroidization.

Keywords: intermetallic alloys, heat-resistant alloys, self-propagating high-temperature synthesis (SHS), SHS-metallurgy, spherical

powders, additive technologies.
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BeeneHue

CnaBbl Ha OCHOBE aJlIOMMHUIOB HuUKead (NizAl
1 NiAl) IBASIOTCS MEPCIIEeKTUBHBIMU IJISI CO3TaHUS
HOBOTO KJacca BBICOKOTEMIIEPATYPHBIX KOHCTPYK-
IIMOHHBIX MaTepuaioB C HU3KUM YIEIbHBIM BECOM
U YHUKAJBHBIM Ha0OpOM (PU3MKO-XMMHYECCKUX Xa-
PaKTEpUCTHUK AJISI HOBBIX 00pa3I0B TEXHUKU C MTOBbI-
IIIEHHBIMU 3KCIIJIyaTallMOHHBIMU CBoOiicTBaMu [1—4].
Kaponpounsle crnasel, copepxamue (asy NizAl
yKe BHENPSIOTCS B MIPAKTUYECKYI0 00JIaCTh U OTBEYA-
I0OT COBPEMEHHBIM 3KCILJIyaTallMOHHBIM TpeOOBaHU-
M. OmHaKo HanbOoJiee MPUBJIEKATCIBHBIM SIBISIOTCS
MaTepuaabl Ha ocHoBe (a3pl NiAl, MOCKOAbKY OHU
0071aJa10T TTOHMXXEHHBIM YACJIbHBIM BECOM M TOBBI-
IIEHHBIMU XapOCTOMKOCTHIO, KapOIIPOTHOCTHIO 1 CO-
MPOTUBJIEHUEM TTOJ3YUYECTH B UHTEpBAJIe TEMIIepaTyp
700—1100 °C [1—4]. CaepxuBamoiuMu GakTopaMu
IIUPOKOTO IIPAKTUUECKOTO HMCIIOJb30BAHUS MaTepH-
aJIOB Ha OCHOBE MOHOAQJIOMUHUJA SIBASIOTCS CJIOX-
HOCTb NPUMEHEHUS TPALAULIMOHHBIX JUTEWHBIX TEX-
HOJIOTU# 11T (pOPMUPOBAHUST CIOXHOIPOPUIBHBIX
U3IeJuii, HU3Kas TPElIMHOCTOMKOCTh U TPYAHOCTH
MeXaHU4eCcKoi 00padboTku [3—6].

PazBuTHEe TEXHOJIOTHMU CEJIEKTHUBHOIO JIA3€PHOTO

cinnaBaeHus1 (CJIC) oTKpbIBaeT IEePCIEKTUBHLI I10-
CTPOEHUS CIOXHOMPOMUIBHBIX U3IEANIA U3 UHTEP-
MeTaJJUIHBIX MaTepuaoB Ha ocHoBe NiAl [7—19].
B xauectBe mncxomHoro ceipbst B mnpouecce CJIC uc-
MOJB3YIOTCS Y3KOMpaKIMOHHbIE CchepruuecKue I0-
POIIKU, K KOTOPBIM MPEABABISIOTCS MOBBIIICHHBIE
TpeGoBaHMs 10 XMMUYECKOMY COCTaBY, COACPKaHUIO
MpuMeceil K CBOiCTBaM (HachlIIHAsI Macca, TEKY4eCTh,
IrpaHyJIOMETPUIECKHIA COCTaB, C(HEPUUHOCTD).

D bheKTUBHBIMU METOIAMMU TTOJIYYEHU ST CIMTKOB U
MOPOIIKOB 13 UHTEPMETAIMAHBIX CIIJIABOB SIBJISIIOTCS
TexHoJoruu ueHTpodexHoro CBC-nuths [20] u ane-
MEHTHOTO cuHTe3a [21]. OnTuMu3anus pexk MMOB 3THUX
nporeccoB [20—28] mo3BoanIa MONYYUTH Oa30BBIM
cruiaB Ha ocHoBe 3-NiAl B cucreme NiAl—Cr—Co—HT.
BbICOKYI0 IpPOYHOCTh B MHTEpBaJie TeMIepaTyp OT
komHaTHoI1 10 800 °C mMeeT crimaB CompoNiAl-M5-3
cocraBa, ar.%: NiAl—12Cr—6Co—0,25Hf, o6ianma-
IOIIMI MepapXUuecKo MUKPOCTPYKTypoit [23—25].
HenoctatkoM wuHTeTpalibHOW TexHomorum [23, 24]
MIPUMEHUTEIFHO K MHTEPMETaJUIMIHBIM CIIJIaBaM Ha
ocHoBe NiAl sBisieTcs BBICOKasi CTOMMOCTD peau3a-
WU IIPOIIECCOB BAKYYMHOI'0 WHAYKIIMOHHOTO Tepe-
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nnasa (BUIT) u n1uThs ATMHHOMEPHBIX 3JEKTPOIOB,
a TakXe TPYyAHOCTb OCYILIECTBJICHUS IJIa3MEHHOTO
neHtpobexHoro pacneineHus (ITL[P) Ha BbicOKMX
CKOPOCTSIX BpallleHUs M3-3a XPYITKOCTH aJIIOMUHUIA
Hukens. [losToMy Oosiee MepcreKTUBHON SIBISIETCS
TexHosiorus [28], B KOTOPOIl UCTIONB3YeTCs TIJIa3MEH-
Has cpepouan3zanus HOPOIIKOB.

HecmoTpsi Ha cpaBHUTEIBHO BBICOKUI YPOBEHb
BBICOKOTEMIIEPATYPHOI TTPOYHOCTH U COTTPOTUBIICHUST
rmoyidydyectTu paspaboraHHoro [23—32| cmiaBa, ar.%:
NiAl—12Cr—6Co—0,25Hf, umHTepec mnpeacTaBisiOT
JANbHEUIIINEe WCCIEAOBAHUSI BIUSHUS JIETUPYIOIINX
anemeHTOB Mo 1 Re Ha ero MUKpOCTPYKTYpYy U CBOI-
cTBa. Be1OOp maHHBIX MOTU(DUIIMPYIOIINX 100aBOK OC-
HOBBIBAJICS HA PE3yJIbTaTax paHee BhITIOJTHEHHBIX paboT
[33—42], B KOTOPBIX OTMEYAJOCh UX MOJIOXKUTEIbHOE
BJIMSTHUE HA CTPYKTYPY U CBOICTBA MHTEPMETAIUIOB.
JlernpoBaHue TO3BOIMIIO MOAUMDUITUPOBATH CTPYKTYPY
BOJIM3M rPaHMUIL 3€PEH, CBSI3aTh 3JIEMEHTHI BHEPEHWST B
JIOTIOJTHUTEIbHbIE COEAUHEHUSI.

MonubaeH cnocoOCTBOBAl POCTY MPOYHOCTU U
TEPMUYECKON CTAOMJIBHOCTA WMHTEPMETAJINIHBIX
criaBoB [33—35, 37]. I1pu ero cogepxxanunu meHee 3 %
OTMEYaJIOCh YBEJIMUYEHUE COMPOTUBJIEHUS TMOJI3yue-
CTU U CTOMKOCTH K cyiabbuaHoil koppo3uu [34, 37].
Penuit monoxuTenbHO BAMUSET HAa MeXaHUYECKUE
CBOICTBA KapOMPOYHBIX MHTEPMETAJUIUIHBIX CILJIa-
BOB ¥ BBOIIMTCS C LIEJIbIO YBEJIMUEHM S COITPOTHUBIICHU ST
BBICOKOTEMIIEpaTypHOil mojsydectu [39—41]. Takum
00pa3oM, 3TU DJIEMEHTHI MOTYT OKa3aTh MO3UTUBHOE
BIUsIHUE Ha GU3UKO-MEeXaHNYEeCKMe CBOMCTBA CIlJIaBa
Ha ocHoBe NiAl.

Lenbio paboOThHl SIBASIOCH W3yYEHUE BIUSTHUS
MoubieHa ¥ peHUs Ha CTPYKTYpPy U CBOMCTBa CrLia-
Ba Ha ocHOBe [-NiAl, MOTy4YeHHOTO HEHTPOOEKHBIM
CBC-nutbeM.

Martepuanbl U MeToAabl UCCNlef0BaHUN

CUHTEe3 MPOBOAMIN HAa pagualbHON LEHTPOOEXK-
HO# yCTaHOBKE TPH BO3ICHCTBUY BBHICOKOW TPAaBUTA-
uuu 1o 300g. Onucanue oOuiel cxeMbl LIEHTPOOEXK-
HOM yCTaHOBKHU IIpeAcTaBjieHO B paborax [20, 23].
TeMreparypa ropeHUsT cMeceil TIpeBhIlaia TeMIepa-
TYpy TJaBJAeHUsI KOHEUHbIX POJAYKTOB CUHTE3a, UTO
obecreunsio BO3MOXHOCTh ¢a3opasiesieHus 3a cueT
TPaBUTAIIMOHHON celapaluyl MeTaIMIecKoro pac-
IJlaBa U IJlaka. XMMUYecKas cxema mpoilecca JIJist
6a30BOro cocraBa CIlJlaBa MOXET ObITh MPEACTaBIICHA
B CIICTYTOIIIEM BUIE:

NiO + Cr,04 + C0;0, + Al + JII + ®II —
— [NiAl—Cr—Co—X] + AL,0;,

roe JIJI (rerupyromias no6aska) — Mo u Re, a ®J]
(byHkunoHanbHas fobaska) — CaF,, Nas[AlFg] u np.

B Tabi. 1 mpuBeneHBl XapaKTepUCTUKNA MUCXOIHBIX
KOMITOHEHTOB J1J151 IPUTOTOBJICHU I SK30TEPMUYECKUX
MOPOIIKOBBIX cMeceit. Jlernpyloline 100aBKK1 BBOIU-
JIM B peaKIIMOHHYIO CMeCh M3 pacueTa IMojyYeHus oa-
30BOTO cocTaBa [23] ¢ AOMOJHUTEIbHBIM JIETMPOBaHU-
€M CIlJIaBa MOJMOJECHOM U PEHUEM.

CxeMa IIPUTOTOBJICHUS 9K30TCPMUUECKUX CMeCel
BKJIIOYAJia CYIIKY KOMIIOHEHTOB B CYIIMJIbHBIX IIIKa-

Tabnuua 1. XapakTepucTMKu MUCXOAHBIX BELLECTB U Moauduumpylowmux so6aBok

Table 1. Properties of initial compounds and modifying agents

Martepuan Mapka (yucrota) IoCt/TY Pa3zmep yactuil, MKM, He 6osiee
OCHOBHBIE KOMITOHEHTBI
NiO 0OCHY (99,0) TY 6-09-02439-87 40
Cr,04 Y (99,0) TY 6-09-4272-84 20
Co304 0OCH (99,0) T'OCT 18671-73 30
Al ITA-4 (98,0) T'OCT 6058-73 140
Al ACI-1 (99,7) TV 48-5-226-87 50
Monudunupylomue 100aBKU

MoO;, YA (99,0) TV 6-09-4471-77 50
Re Pe-0(99,99) TV 48-4-195-87 150
B Bop kpucran. (98,6) TY 113-12-11.106-88 90
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Tabnuua 2. PacyeTHblit cocTae 6a30BOro cniaea U cogepxaHue nerupylowmx o6asok
Table 2. Calculated composition of the basic alloy and the content of doping agents

NiAl-Cr—Co, mac.%

Jlerupyroras no6aka X, Mac.%

Ni Al Co Cr

Mo Re

OcH. 22,50 (£0,9) 8,00 (£0,5)

13,50 (£0,8)

2,50+15,00 (£0,02) 1,50 (£0,02)

¢ax tumra CHOJI ipu Temmieparype 90 °C B TeueHUE
1 4, MO3MPOBKY peareHTOB, CMEIIMBaHWE U pa3Me-
leHue cMecu B rpaduToBbix popmax. CMelInBaHUe
MIPOBOOMJIOCH B TeueHUe 15—20 MWH B IJIaHETapHOU
MenbHUIe Mapku MI14/0,5 ¢ o6bemoM OapabaHa 1 1
MpPU COOTHOLIEHUU Macc mapoB U WuxThHl 1 : 5. [pu
OITUMAJIBHON BEIWYMHE TEPETPY3KH TOCTUTAJCS
HaMOOJBIINI BBIXOM 1IEJEBOTO MPONYKTa B METaJIJIM-
yeckuil cnuTok. PacueTHriit cocTaB criaBoB NiAl—
Cr—Co—X ¥ KOHIECHTpPAIIUM JICTUPYIOMINX H00aBOK
X mpuBeneHbl B Taba. 2. MonubneH BBOAMIU B pe-
aKIIMOHHYIO CMECh B OKCUIHOI (popMme, a peHUil — B
BHUJIE MMOPOIIKA. [JIsT yIydIIeHU ST TUTSHHBIX CBOMCTB,
a Tak>kKe MOBBIIIEH U S TUIACTUYHOCTH CILJIaBa 100aBJIsI-
am 60p B koanuecTse 0,01 mac.% [3, 4].

J st uccnemoBaHUs BIUSIHUS TEpMOOOPabOTKHU Ha
MUKPOCTPYKTYPY M MeXaHUUYECKHE CBOMCTBA JUTHIX
00pas1oB NPOBOAUIN 3-9aCOBOI OTKMI B BAKYYMHOM
maxtHoi anekrponeun CIIBJI-0,6.2/1612 ¢ skpaH-
HOI TenJjou3oslueil 6e3 KepaMuyeckoil ¢GyTepoB-
KM npu temneparypax t; = 850 °C, t, = 1150 °C, #; =
= 1250 °C u octarouHom aasieHuu 0,066—0,106 Ila.
TermIoeMKOCTh PAaCCUMTHIBAIN II0 YBEIMUCHUIO TEM-
nepaTypsl BOAbl B KaJOpUMETpPe, 3alIOJTHEHHOM BO-
IOi, B KOTOPBIM ToMeImaanch Harpersie mo 100 °C
oOpasunl. TeMIepaTypy HayajJa U OKOHYAHUS IJaB-
JIEHUSI CIIJIaBOB OMNPEIEIsSIIM METOAOM KPYTHJIbHBIX
KOJIcOaHWIT Ha MCCJIEHOBATEILCKOM KOMIIJICKCE IJIST
W3MEPEHU S BI3KOCTH PACIIaBOB (BUCKO3UMETPE) TIPU
KCII0JIb30BAaHUY HMJIMHIPUYECKUX OOpa3loB nua-
meTpoM 16 MM u BeicoToi 30 MM [43].

AHaInU3 IpuMeceil BEIIIOIHSUTA Ha ONTUKO-3MHUC-
croHHoM criekTpoMeTpe Foundry-Master LABFoundry-
Master OE750 («Hitachi», Slttonus), comepkaHue ra-
30BBIX IpUMeceil — Ha aHaiu3atope TC-436, a yrie-
poma — Ha aHanuzatope CS-230 IH (LECO, CIIA).
HcrneiTaHns Ha cXXaTHe TIPOBOAMIN Ha YHUBEpPCAJlb-
Hoit mammHe LF-100KN («Walter + Bai AG», [lIBeii-
uapus) o 'OCT 25.503-97. IIpouecc usmMeabyeHuUs
JINTBIX CJIUTKOB BKJIIOYAJ MTO3TAIHBIA pa3MoJI B IIe-
koBoii npobusike VEB LKS5 (Poccust) n usmenbueHue
B LIApOBOI MJIaHETapHOM MenbHUIE AKTUBaTop-4M
(Poccus) mo pasmepoB < 45 mxM. ToHKas ¢ppakums

nucrepcHocThio 20—40 MKM BBIACISIACH METOIOM
BO3AYIIHOM KjaccuduKaluy Ha JJabopaTOPHOM IIeH-
TpobexxHoMm Kiaccupukarope loabd-2 («GeFest»,
Poccus).

®a3oBbIil COCTaB OMpeneasiii METOAOM PEHTTe-
HOCTPYKTypHOTo (dazoBoro aHaiau3za (P®A) Ha aud-
paktomerpe D2 PHASER («Bruker AXS GmbH»,
I'epmanus) npu wucnosnb3oBaHuu CukK,-usnyyeHus
B MHTepBaie yriuoB 20 = 10°+140°. MUKpoCTpyKTyp-
HBIE HMCCIEIOBAHUSI OCYIISCTBIISUIM Ha CKaHUPYIO-
meM 3JeKTpoHHOM Mukpockomne S-3400N («Hitachi»,
SnoHus) ¢ BHEProgMCIEPCUOHHBIM CIIEKTPOMET-
pom NORAN System 7 X-ray Microanalysis System
(«Thermo Scientific», CLIIA).

BnausiHue oTXXura Ha KpUCTAJIMYECKYIO CTPYKTY-
py 1 da3oBblii coctas cruiaBa NiAl—Cr—Co—15%Mo
M3y4Yaju ¢ TOMOIIbIO TPOCBEYMBAIONIEH 3JIEKTPOHHO
MUKPOCKOITMU BbIcOKOTO paspemieHus ([IDMBP) Ha
mukpockorie JEM-2100 («Jeol», SmmoHUsT) ¢ UCIONb-
3oBaHueM gaepxarens ¢doabpr Gatan 650 Single Tilt
Rotation Analytical Specimen Holder («Gatan, Inc.»,
CIIIA). DneMeHTHBIN cocTaB (pa3 OIECHUBAIUA METO-
JIOM 9HEPTOANCIIEPCHON PEHTIEHOBCKOM CITEKTPOCKO-
nuu (BJC) B pexuMe cKaHMpPYIOUIEH MpOCBEUYMBa-
IOIIEH 2JIEKTPOHHOM MHMKPOCKONUU. YJIBTPATOHKHE
donpru pas IIDMBP usrotaBiuBaiu ¢ NprUMEHEHU-
€M MOHHoTro TpaBieHus Ha yctaHoBKe PIPS II System
(«Gatan, Inc.», CIIIA).

Moaynb FOHra, TBEpaOCTb U YIIPYyTroe BOCCTAaHOB-
JICHUE IJIS1 OTAEJbHBIX CTPYKTYPHBIX KOMIIOHCHTOB
OIpelne/IsIM Ha IIOJMPOBAHHBIX O0paslax IIyTeM
HAaHOMHAEHTUPOBAHUS Ha ycTaHOoBKe Nanohardness
Tester («CSM Instruments», IlIBeiiiapus) mpu Ha-
rpy3ke 20 MmH, ckopoctu morpyxeaus 40 mH/MmuH n
BO3/ICICTBUY HaTrpy3KH B TeYeHUE S C.

Pe3ynbrathl U UX 06CyXaeHune

[Ipu cuHTE3€e TUTHIX METAIUIECKUX MaTepHUajIoB
o TexHoJioruu 1HeHTpobdexHoro CBC-nmuthsg omHUM
M3 KJTIOYEBBIX MHCTPYMEHTOB BIUSHUS Ha (DOPMUPO-
BaHME CTPYKTYPBI M COCTaBa SIBJSIETCS BO3ICHCTBUE
MAacCCOBBIX CUJI, CO3IaBaeMbIX B IEHTPOOEXKHBIX yCTa-

46 lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsional'nye Pokrytiya = 2021 = Vol. 15 = N3



CamopacnpocTpaHsoLLMACS BbICOKOTEMIEPATYPHbIA CHHTE3

HOBKaxX. AHaJIu3 o0pa3lloB, CUHTE3MPOBAHHBIX MpPHU
pa3IMYHBIX 3HAYEHUSX IEperpy3ku, IoKazalsl, 4YTo
npu lg (6e3 neperpy3ku) NpoaAyKTbl CUHTE3a UMEIOT
BBICOKYIO TIOPUCTOCTb W 3HAUYMTEJIBHOE KOJMYECTBO
OKCHUIHBIX BKItoYeHU (Al,O3) 1 ra3oBbIX [1Op pa3Me-
poMm 0,2—1,5 mm. C pocToM mieperpy3Ku, Co3maBacMoOu
Ha BpallampuemMmcs potope HeHTpobexHoit CBC-ycTa-
HoBKHU [20], oTMeuaeTcsl yBeJIMueHue cTeneHu ¢a3o-
pas3aesieHUsI U CHUKEHIE 00heMHOM IOV BKITIOUCHUA.
OpnHako mpu neperpyskax Huxe 50g B o0beMe obpasia
COXPAHSIIOTCS BKJIIOUEHMSI, a B BEpXHEH YacTH CIMTKA
MIPUCYTCTBYET ycamodHasl pakoBuHa. CIUTKH, MOIY-
YyeHHbIe B MHTepBaJie neperpy3ok 150—300g, umenu
JIUTOM BUJI 0€3 3aMETHBIX BKJIIOUEHUU U OCTAaTOYHOM
TMOpHUCTOCTHU. MI3BJIeueHHBIE 13 (POPMBI 0Opa3IIHI JICTKO
pas3aesisInuch Ha 2 cJios: HUXKHUI — 1eJIeBOI CIJIaB,
BepXHUU — KopyHI (Al,O3).

CpaBHUTEIBHBIN aHAIN3 QUKCHPYEMBIX SKCIIEPH-
MEHTaJIbHBIX JaHHBIX HEe BBISIBMJ 3aMETHBIX pa3Jiu-
YU TIOJHOTHI (ha3opasaesieHUs] MPOAYKTOB CHMHTE3a
u pa3bpoca cMecH B TIpoliecce CMHTE3a OT 00pa3iioB
6azoBoro coctana [23]. OnHaKoO OTMeUYeHO He3Hauu-
TeJbHOE U3MEHEHUE cKopocTu ropenus (U,) cmecei ¢
1 mo 14 M/c mist cuctem, JIeTUpOBaHHBIX Mo, u ¢ 1,5
1o 10 m/c nnsa Re-comepXkalux CIIaBOB B MHTEpBaJe
neperpy3ok ot 0 1o 300g.

M3 kaxmoro cocraBa OBLJIO CHHTE3MPOBAHO HE
MeHee 3 CIUTKOB nuameTpoM 80 MM U BBICOTOM 25—
30 MM, 4TO TIO3BOJIMJIO BbIpe3aTh 00pas3lbl AJIsI MO-

caeaywiIux ucnbiTaHuit. MccienoBaHue MeTOAOM
OINTUYECKOI CIIEKTPOCKOIMHU CIAUTKOB, IMMOJTYISCHHBIX
IIPU Pa3IMIHBIX IIeperpy3Kax, ImoKa3ajao, 4TO ONTH-
MaJIbHBIM ee 3HaueHueM gaBisieTcs 150t5g. [1pu aToM
aHaJM3 ONTUYECKMX M300paXeHUil Ha MOMepPEeUHBIX
1 IPOAOJBHBIX MIH(ax o0pa3loB HE BRISIBUI OCTa-
TOYHBIX HEMETAIIUYECKUX BKItoueHuit Al,Os. Ilpu
0ojiee HM3KMX Meperpys3kax HaOJogaanch MeJIKue
BkaoueHust Al,O3, a ux ypeauueHue Boiie 150+5g
HE TIPUBOAMIIO K 3aMETHBIM CTPYKTYPHBIM HU3MEHE-
HUSAM. YYUTHIBas 0COOEHHOCTh CTPYKTYPUPOBAHUS
Mo-comepxamux (a3 [34—39], ObIIM TPOBEACHEI
JIOTIOJTHUTEJIbHBIE CUHTE3bl ¢ MOBBIIIIEHHOU 10 15 %
koHueHTpauueir Mo B crmaBe NiAl—Cr—Co u ¢
OIHOBpEMEHHBIM BBegeHueM 15 % Mo u 1,5 % Re.
B nmepBoM ciyyae cTaBMJach 3agadya yBeJIWYEHMS
MJaCTUYHOCTH CILJIaBa IpU KOMHATHOM TeMrepaType
3a cYeT pocTa 00beMHOI goiu niaactuaHoit (Cr, Mo)
¢a3sbl. JJonmoJHUTEIbHOE JIETUPOBAHUE PEHUEM TTPO-
BOIMJIOCH IJISI TIOJIYYEHUSI MEJIKO3EPHUCTON CTPYK-
TYPBHI.

B 1a6n. 3 npuBeaeH XUMUYECKUI COCTAB LieJIeBbIX
MMPOAYKTOB CHMHTE3a MHOTOKOMIIOHEHTHBIX CIIJIaBOB
NiAl—Cr—Co—X. BUgHO, YTO KOHLIEHTpAallM1 OCHOB-
HBIX KOMIIOHEHTOB U JIETUPYIOIIUX 100aBOK OJIU3KU K
pacyeTHBIM 3HaYeHUsIM (cM. TabJ. 2). Js skaporpoy-
HBIX CIIIABOB BaXXCH KOHTPOJb KOJIMUYECTBEHHOTO
cozmepXaHUsI IpUMeceil, TaK KakK UX M30bITOK MOXET
MMPUBOAUTH K CHUXKEHUIO MEXaHUUECKUX CBOMCTB [1,

Tabnuua 3. Xumuyeckuit cocta (Mac.%/at.%) cnnasos NiAl-Cr—Co—X
Table 3. Chemical composition (wt.%/at.%) of NiAl-Cr—Co—X alloys

X, mac.% Ni (ocH) | Al | Cr Co B Mo Re
2,5 Mo 54+1,5/43+1,0  22,04/37,46  13,67/12,05 8,05/6,26  0,017/0,07  2,46/1,18 -
1,5 Re 54+1,5/43+1,0  21,91/37,24  13,98/12,33  8,18/6,36  0,016/0,07 - 1,48/0,75
15 Mo 4741,0/40£1,0  19,60/35,90  11,30/10,75  6,11/5,13  0,017/0,07  15,20/7,84 -
15Mo + 1,5Re  45+1,0/38+1,0  18,70/34,80  12,30/11,9 6,8/5,8 0,016/0,07 15,40/8,0  1,40/0,40
Tabnuua 4. Copepxanue npumeceii B cnutke NiAl-Cr—Co—X
Table 4. Impurity content in the NiAI-Cr—Co—X ingot
KonuenTpanus, Mac. %
X, mac.%
w | ¢ | si|R]| P s | N~ | o] B | sn | m
2,5 Mo 0,0257 0,011 0,044 0,110 0,0029 0,0126 0,00368 0,0321
1,5Re 0,0284 0,008 0,071 0,102 0,0024 0,0131 0,00305 0,0327
<0,0005 <0,0001 <0,0003
15 Mo 0,0211 0,011 0,045 0,092 0,0025 0,0124 0,00359 0,0215
I5Mo + 1,5Re 0,0218 0,011 0,041 0,114 0,0029 0,0121 0,00317 0,0188
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21, 39, 40]. B Taba. 4 npeacTaBieHO KOIUYECTBEHHOE
colepXaHWe MPUMECHOTO COCTaBa IJISI UCCAEAYEeMbIX
CIIJIaBOB. AHAJIM3 3TUX HAHHBIX CBUICTEILCTBYET O
TOM, 4TO B CIUTKaxX comepxutcs mo 0,1% xenesa, 4To
cBs13aHo ¢ ero npucyrcrBueM (0,5 % Fe) B mopomike
NiO. OcranbHble 3HaYEHUSI COOTBETCTBYIOT TpeOOBa-
HUSIM JJISI JaHHOTO KJjlacca MaTtepuaos [2—4].

Hannbie POA nponyKToB CMHTEe3a MU MeXaHUYe-
CKHMe CBOICTBAa OTHECIBHEIX (ha3, OmNpeAcicHHBIC II0
MeTOAy W30MpaTeJbHOT0 WHIACHTUPOBAHUS, IIpE-
cTaBJieHBI Ha puc. 1 1 B Ta6. 5. J1J1s1 BCeX COCTaBOB OC-
HOBHOM (ha3oii sseasieTcs B-NiAl.

AHaIu3 KPpUBBIX UHIAEHTUPOBaHUS (puUC. 2) U pe-
3yabraToB PPA (puc. 1), moaydeHHBIX IIPU UCCIIEA0-

Puc. 1. IudpakTorpammsel criiaBoB NiAl—-Cr—Co—X

BaHuu cniaaBoB NiAl—Cr—Co, jerupoBaHHbIX Mo
n Re, mMo3BOIMA yCTAaHOBUTH TUIIMYHBIC 3HAYCHUS
MexaHuueckux cBoicTB (a3 NiAl, (Ni,Cr,Co);MosC,
NisAl, (Cr,Mo) u MoRe,, a TakXe TMIIOTETUYECKOI
dassr Al(Re,Ni);, KoTopas He Oblj1a OOHapyxkeHa Me-
TomoM PDA (Tabdi. 5).

IIpoananu3upoBaB JnaHHBIE WHIACHTUPOBAHUS,
OBbIIM BBIIEJEHBI U OOBEAMHEHBI B TPYIIIIBI CXOXUE
KPHMBBIC B COOTBETCTBUH C OIIpeIACICHHBIM (ha30BbIM
COCTaBOM CILIaBa. BbIYMCIEHBI yCpeONHEHHBIE 3Ha-
YEHU S TBEPAOCTU U MOAYJSA YOPYTOCTU IS KaXXIOW
CTPYKTYPHOI cocTaBisoieii. Ha puc. 2, @ BUIHO, 4TO
npucyTcTByeT TBepaas ¢asza (Cr,Mo) c rnmybuHoit oT-
nevyaTka okoJio 180 HM, a Ha puc. 2, 6 OHa OTCYTCTBYET,

a—X=2,5%Mo (I),1,5%Re (2);6 — X =15% Mo (3) n 15%Mo + 1,5%Re (4)

Fig. 1. XRD patterns of NiAl-Cr—Co—X alloys

a—X=2.5%Mo (I),1.5% Re (2); 6 — X =15 % Mo (3) and 15%Mo + 1.5%Re (4)

Puc. 2. DkcnieprMeHTaJbHbIE KPUBbIE MHIACHTUPOBaHUSI MHOroda3HbIx criaBoB NiAl—Cr—Co—15%Mo (a)

1 NiAl-Cr—Co—15%Mo + 1,5%Re (6)

Fig. 2. Experimental indentation curves of NiAl—Cr—Co—15%Mo (a) and NiAl—-Cr—Co—15%Mo + 1.5%Re (6)

multiphase alloys
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Tabnuua 5. XapakrepucTuku CTPYKTypbl M cBoCTB criaBoB NiAl-Cr—Co—X
Table 5. Characteristics of the structure and properties of NiAl-Cr—Co—X alloys

IMapameTpbi JloKanbHBIE MEXaHMYeCKKe CBOVICTBA
26 TS5 (2R C(&?:fia;;m Kpgzﬁiﬁffon 3HaZZ§I§tIH§gIZI;II§aBy CSEE;,;IT;II%}E:H
a c H, I'Tla E, T'Tla H, T'Tla E, T'Tla
2,5 Mo NiAl 100,0 2,879 - 8,211,3 18720 8,211,3 187120
NiAl 100,0 2,875 — 9,5+0,2 181+6
1,5Re 11,4+6,0  199+57
Al(Re,Ni); - - - 30,1 378
NiAl 60,0 2,897 — 7,5%0,3 17717
(Ni,Cr,Co);Mo;C 31,2 11,093 — 11,7£1,1 226x17
15 Mo 10,7£4,8  219%62
Ni;Al 5,1 3,756 3,276 16,4+0,9 328126
(Cr,Mo) 3,7 3,118 - 23,5%+1,7 328423
NiAl 54,5 2,866 - 7,510,3 161£5
(Ni,Cr,Co);Mo;C 32,4 11,081 - 11,8+1,2 209421
15Mo + 1,5Re Ni;Al 6,6 3,765 3,270 10,0+£3,9  195+54 16,3+£3,4 28913
(Cr,Mo) 3,7 3,035 - — -
MoRe, 2,8 9,579 4,974 21,6%1,5 291420

Puc. 3. Mukpoctpyktypa criaBa NiAl—Cr—Co, nerupoBanHoro 2,5 % Mo, 1 KapTa pacIpeaeaeHus MOJTMOaeHa

Fig. 3. Microstructure of the NiAl—Cr—Co alloy doped with 2.5 % Mo and molybdenum distribution map

YTO OOBSICHSIETCSI €€ MaJbIM COIECpPXaHUEeM U OTCYT-
CTBUEM B MaTpUIIC U3MEPECHHUSI.

[Mpu m3yyeHMM MHMKPOCTPYKTYPHI U KapThl pac-
nmpeaeaeHus 3J1eMEHTOB B criaBe ¢ 2,5 % Mo (puc. 3)
YCTAaHOBJIEHO OOpa3oBaHWE MeXIy BETBEW JEHIpU-
ToB NiAl npocnoek TBeproro pacrsopa (Cry gMoy 5).
Bonee meTanbHBIN aHAINU3 MHKPOCTPYKTYPHI ITOKa-

Powder Metallurgy and Functional Coatings = 2021 = Vol. 15 = N2 3

3aj1, YTO Mo HaXOAUTCSI B COCTAaBe TBEPAOIO PacTBO-
pa (Cr) B konuvectBe 6—16 at.%. Kpome TOro, mo-
n1nbaeH oOpa3yeT IIacTUHYaThie BbIACACHUS COCTaBa
Cry 5(Mo,Ni,Co), 5 mnuHOi 10 20 MKM ¥ TOJIIIUHOM
0 5 MKM (cBeTjble obsacTtu). BHyTpU MeXAeHIPUT-
HbIX Tpocioek (CrpgMoj,) obGHapyxkeHbl CyOMu-
KpoHHBIe BblIelleHHs NiAl (TeMHBbIe BKpaIUICHHS),
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o0pa3oBaHHBIE B pe3yJbTaTe KOHIEHTPAIMOHHOTO
pacciioeHus ucciieayeMoit (as3bl mepeMeHHOro cocTa-
Ba 10 HUKEJTIO U aJIIOMUHMUIO.

ITockonbky oOpazoBaHUE MUKPOTPEIIMH B WH-
TepPMETAJTUIHBIX MaTepualiaXx MPOUCXOAUT MPeuMy-
IIECTBEHHO Ha MeEX3epeHHBIX TpaHWIaX Mo Oojee
IJIWHHOMY MYTH, orubast BKJIOYeHUS [3—6], MOXHO
MPEIOJ0XUTh, YTO CILIAB C BbIAEJICHUSIMU MOJIUO-
JleHa OyJIeT MUMEeTh MOBBIIIEHHYIO TJIACTUYHOCTD TIpU
KOMHAaTHOM TeMmepaType.

AHanu3upysi MUKPOCTPYKTYpY CILiaBa, JIeTH-
poBaHHoro 1,5 % Re (puc. 4), oTMedeHO 2-KpaTHOe
YMEHBIIIEHUE pa3Mepa CTPYKTYPHBIX COCTABIISIONINX.
JlerupoBaHue peHrEM XapOIMPOYHBIX CILIABOB B MEP-
BYIO O4epelb OTPaxkaeTcsl Ha CTAOMJIBHOCTU CTPYKTY-
DBl TIPY BBICOKMX TEMTIEpaTypax, MMOBeAeHUU MaTepU-
ajla Tpyu MEePBUYHON MOJ3YYeCTU U OKUCIUTETbHBIX
xapakTepucTtukax [3]. DineMeHTHBIN aHaIu3 moKasal,
YTO TIPU WCIIOJIb30BAHUM METOAUKU IEHTPOOEKHOM
CBC-meTannyprum 3akjiagblBaeMoe KOJIUYECTBO KOM-
TOHEHTA B IIMXTOBBIN COCTAB MOJTHOCTHIO MTEPEXONUT
B METaJJIMYeCKUIl CIUTOK Oe3 MoTepu B IITaKOBOM
daze, yTo gBasAETCS BaXXKHBIM (DAKTOPOM B CBSI3U C
BBICOKOl CTOMMOCTBIO AaHHOro 3jiemeHTa. Comep-
’XKaHWe PEHUSI B TBEPAOM pacTBOPE COCTAaBIISIET OT
2 ar.% (TeMHO-cepble obyacTi) 10 12 ar.% (cBeTIIbIE)
(cMm. puc. 4).

Pe3ynbpraTel MUKpPOCTPYKTYPHBIX HCCIIEIOBaHUMA
CILJIaBOB C TMOBBIIIEHHBIM cofepxaHuemM Mo u Mo +
+ Re npencraBneHbl Ha puc. 5 u 6. Ciektpbl POA nipo-
IYKTOB CUHTe3a MpeacTaBieHbl Ha puc. 1, 6. OCHOB-

HbIMU (asamu sBiasitoTcst B-NiAl, TBepablii pacTBOp
(Cr,Mo) u comyTcTBytomue dassl (Tadi. 5). B odpasie
¢ 15%Mo + 1,5%Re Habmomnaercs comepxaHue dasbl
JlaBeca — MoRe;.

CmaB ¢ 15 % Mo uMeeT SYEUCTYIO CTPYKTYpPY
n coctouT U3 NiAl, TBEpIBIX pacTBOPOB Ha OCHOBE
Cr u Mo, a takxe daspl (Ni,Cr,Co);Mo;C, kotopas
Obla orpenesieHa Mpu 0oJiee IeTaJIbHOM HCCIIENOBa-
Huu. B ctpykrype crinaba ¢ 15%Mo + 1,5%Re (puc. 6)
JIOTIOJTHUTEJIBHO ~TIPUCYTCTBYIOT BbIIEJIeHUs (ha-
31 MoRe,. Oxupaercs, 4To LUCHEPCHBIE YACTULbI
Cr(Mo) u MoRe, O0ynyT oka3blBaTh MOJOXUTEIbHOE
BJIMSIHYE Ha TIPOYHOCTHBIE CBOICTBA CIljlaBa, B Iep-
BYIO oUepellb Ha COMPOTUBIIEHUE BI3KOIJIaCTUIYECKO-
MY TEUEHUIO 3a CYCT TOPMOXKCHUS MOABMUXHBIX Ma-
TPUYHBIX JUCIOKALWii [36].

B Ta6i. 6 ipuBeneHBl OCHOBHBIE CBOMCTBA JIUTHIX
crutaBoB. Ilpenen mpounoctu crmiaaBa NiAl—Cr—Co
¢ 2,5 % Mo cocrasun 6, = 1586 MIla, c 15 % Mo —
1728 MIla, a ¢ 15%Mo + 1,5%Re — 1800 MIla. Dtu
3HAUYCHHs COIOCTABUMBI C IIPOYHOCTBIO CILJIaBa
CompoNiAl-M5-3 nocie BakyyMHOro WHAYKIIMOH-
Horo mnepernasa [23]. Takxke cpaBHUTEIbHO BHICOKUE
roKasaTeJii IPOYHOCTY OTMEYEHbI y cIijiaBa ¢ 1,5 % Re.

IMony4yeHHble JaHHBIE TMOKa3ajdu, YTO HaJIW4YUe
MJIACTUYHON (ha3bl B MEX3EPEHHOM IIPOCTPaHCTBE
ITOJIOXKMTEJILHO BIMSICT Ha MeXaHWUECKHE CBOMCTBA,
OCTaBJIsIs BO3MOXHOCTh IJISI NaJbHEWIIero UX yBe-
JIMYEHUS Ha TMOCIEAYIOIIUX TEXHOJOIMYECKUX Tepe-
nemax, Bktodast T'UIT [36] n CJIC, o aHajgoruu co
cryiaBom CompoNiAl-M5-3.

Puc. 4. Mukpoctpykrypa crtaBa NiAl—Cr—Co, erupoBanHoro 1,5 % Re, n kapTa pacnipenesieHUs] peHUs

Fig.4. Microstructure of the NiAl—Cr—Co alloy doped with 1.5 % Re and rhenium distribution map
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Puc. 5. Mukpoctpykrypa citaBa NiAl—Cr—Co, nerupoBanHoro 15 % Mo, 1 KapTa pacnipeesieHusi MOJuOaeHa

Fig. 5. Microstructure of the NiAl—Cr—Co alloy doped with 15 % Mo and molybdenum distribution map

Puc. 6. Mukpoctpykrypa ciutaBa NiAl—Cr—Co, nerupoBannoro 15%Mo + 1,5%Re,
M KapTa pacIipeaeeHns JIETUPYIoNIUX 2JIEMEHTOB

Fig. 6. Microstructure of the NiAl—Cr—Co alloy doped with 15%Mo + 1.5%Re and dopant distribution map

Tabnuua 6. CeoiicTea nutbix CBC-cnnasoB NiAl-Cr—Co—X

Table 6. Properties of NiAI-Cr—Co—X as-cast SHS alloys

X, mac.% t C P, r/em® C,, Ix/(xr-K) G, MIla Gy, MlIla € %
2,5Mo 1580 6,44 644 1586 — <1"
1,5Re 1585 6,55 580 1378 — <1"
15Mo 1580 7,06 706 1728 1566 0,95
15Mo + 1,5Re 1585 7,25 615 1800 1618 1,10
¥ O6pasLIbl XPYIIKO PaspyIIMIICE.
Powder Metallurgy and Functional Coatings = 2021 = Vol. 15 = N2 3 ?
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Ilpn mosyyeHUM CIJIaBOB IO TEXHOJIOTUM IIeH-
TpobexxHoro CBC-IuThs J0CTUTAIOTCSI CKOPOCTHU
KPHUCTAJTU3allMM MHOTOKOMITOHEHTHBIX pacIlJIaBOB
20—25 °C/c [20], npu KOTOpBIX 00pa3yloTCs Mepechli-
IIIEHHbIE TBEPABbIC PACTBOPHI, (a3l HAXOMSITCS B He-
PaBHOBECHOM COCTOSIHMH, a 0OPa3IIbl CIIJIABOB UMEIOT
BBICOKME OCTaTOUHBIE HampsixkeHus . [loaToMy oTXUT
OKa3bIBaeT MOJOXUTEIbHOE BIAUSHNE Ha IIPOYHOCTH U
IIacTUIHOCTHh Martepuana. Jnsa coctaBa NiAl—Cr—
Co—HTf tepmoobpaboTka npoBOoMJIACH NPU fypy =
= 850 °C u gaBierun 1072 [Ta B Tedenue 3 4. D10 M0-
3BOJIMJIO YBEIUIUTH MPOYHOCTh U IUIACTUYHOCTH B
pe3yjbrare MpOTeKaHWSI KOHIEHTPAllMOHHOTO pac-
CJIOGHUS MEPECHIIIEHHOTO TBEPIOro pacTBOpa Ha OC-
HOBE XpoMa W BBIACICHUS YIPOUYHSIOIMINX HaHOYA-
ctul o-Cr pa3mepoM MeHee 45 HM u ¢as3bl [eiiciepa
Ni,AIHf (3—5 um) [23]. Jng cnnaBoB ¢ nodaBKaMu
15 % Mo u 15%Mo + 1,5%Re oTXur Takxke mpuses
K TIOBBIIIEHWI0O MEXaHWUYECKUX CBOMCTB (CM. puc. 7,
0, 6). C poctom TemmepaTypbl orxkura ot 850 1o
1250 °C mpousouiio yBeandeHUe ITPOYHOCTH M TIjIa-
cruyHocTtu. Ilpu 7., = 1250 °C ormeuyeH ydacTok
MJaacTUYecKoil nepopmaniv, KOTOPOMY COOTBETCTBY-
€T ocTaro4Has nedopmauus Ha ypoBHe €, = 2,01 u
6,15 % nna cnjiaBoB, JETMPOBaHHBIX 15 % Mo u
15%Mo + 1,5%Re coorBeTcTBeHHO. PeHmii Takke cIio-
COOCTBOBAJI YBEIUYCHUIO CTEIIEHW ILIACTHYCCKOU
nedopmManuy Mo MPUYWHE WU3MEJTBYCHMS 3E€pEHHOMN
CTPYKTYPBHI CILJIaBa IPU €ro paBHOMEPHOM pacIpeie-
JICHW Y BIOJIb MEXX3E€pEHHBIX T'PAaHUIL TBEPIBIX PACTBO-
pPOB Ha OCHOBE XpoMa 1 MOJTOIeHa.

Ha puc. 7 Takxe npuBeleHO CpaBHEHUE CBOMCTB
¢ Ja"HHeIMM paboTel [23] ans sauTOrO CraBa
Niy Aly;Cr,Cog. I'padux ObLI TIEPECTPOEH € YYETOM
JK€CTKOCTU MAaIUIUHBI IS WUCIBITAHUNA U rpacduye-
CKU OIIpele/IecHHBIM 3HaueHUEeM MOIYJs YIIPYTOCTH,
KOTOpBIN Ui crijlaBoB Ha ocHoBe NiAl cocrtaBisieT
FE~200TI'TIa[3]. U3BecTHBbI crinaB CompoNiAI-M5-3
MMEET BbICOKOE 3HaueHUe Mpenesa MPOYHOCTU O, =
= 2250 MIla. Otxuru npu Temnepatrype 1250 °C
crnjasa, jerupoBaHHoro 15 % Mo, cnocoGcTBOBa-
JIX TIPUOIU3UTHCS K 3TOMY 3HAUYCHMIO, a CIIJIaBa C
15%Mo + 1,5%Re — poctuub 310ro ypoBHs. OTOX-
xkeHHbIi ipy 1250 °C cinaB NiAl—Cr—Co—15%Mo +
+ 1,5%Re wumeer 3HayeHWe IJIACTUYECKOM Jie-
dopmanuu Ha 1,92 % BbIlIE, YeM y JUTOrO CIlJlaBa
NiyAlyCr,Cog, 4TO 00YCIOBIEHO BBIAEIEHUEM MEX-
IEeHIPUTHBIX IIpociioek Bs3Koit (Cr, Mo)-da3zsl.

MeTonoM U3MEpUTEILHOTO UHACHTUPOBAHUS T10-
KazaHo cHuxeHue Ha 10—12 % jokalbHbIX 3HAYEHU I
tBepnoctu (H) m Mmomyins yrpyroctu (£) B 3aBUCHMO-

o, MIla
20004 “
i Ni, Al,,Cr,,Co, [23]
i Z22,5% Mo
15009 1 504 Re ’
10004
1l 7
500 -
0 T T T T T T T o
1 2 3 4 5 6 7 &%
o, Mlla
2000

Ni, Al,,Cr,,Co, [23]

1500 4
1000 4
500 4
| 15 % Mo
0 1 2 3 4 5 6 7 g, %
o, MIla
2000 1¢ 5 I
4 >‘,,— Ni, Al Cr;,Coq [23]
CBC-crinas

. 15 % Mo + 1,5 % Re

0 1 2 3 4 5

6 7 8 9 &%

Puc. 7. KpuBsbie HanpsixxeHUs-aeopmanuu
IUISI MTHXKeHEepHBIX cucTeM cxkatus cruiaBoB NiAl—-Cr—Co
¢ fobaBkaMu Mo u Re

a — Ge3 omxura; 61 6 — 1, = 850 °C (1), 1150 °C (2) u 1250 °C (3)
Fig. 7. Compressive engineering stress-strain curves

of the NiAl—-Cr—Co alloys doped with Mo and Re
Gande — 1, = 850 °C (I), 1150 °C (2)

a — without annealing; ann

and 1250 °C (3)

CTH OT TeMIIepaTypsl oTxXura (tadna. 7). BozmoxHoO,
3TO CBSI3aHO C ITOTepell KOTepeHTHOCTU TPaHUIL pa3ze-
Jila MeXJy HaHOPa3MEePHBIMU BbIJEICHUSIMU Ha OCHO-
Be Cr 1 mepechIIeHHBIM TBEPIBIM PACTBOPOM I10 TUTTY
cTpyKTypHOTO npeBpameHus [mape—IIpecToHa, 94TO
otMmeyvasoch B criaBe NiAl—Cr—Co—Hf nmpu temmne-
parype Bbime 850 °C [23, 24]. [TomoOHoe TOBeaeHNE
XapakKTepHO IJis1 00pa3loB, BbIpe3aHHBIX KaK BAOJb
OCH CJIMTKOB, TaK U IOMepeK, YTO 00YCIOBJICHO aHU-
30TPONHUEH TNUTHIX CIIJIABOB.

a2

lzvestiya Vuzov.
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ComnocTaBissl IIpeACcTaBJIeHHBIE Ha puUc. 7 U B
TabJ. 7 MaHHBIC, MOXHO 3aKJIIOYUTh, UTO JIOKAJTHbHOE
pa3ynpoYHeHHE IIPH OTKWIEe IMOBBIIIAET OO0 TIjia-
CTUYECKOH cocTaBisgonieit nepopManuu (g, ;).

Ha puc. 8 npuBeneHb! cTpyKTypbl criiaBa NiAl—Cr—
Co—15%Mo 10 u mocje OTXHUIOB IIPU TeMIIeparypax

1150 °C u 1250 °C. BuagHo, 4To B 00JIACTH MaKCUMaJlb-
HBIX paboYMX TeMIIepaTyp OTKHUTa JJIsI JAHHOTO KJjacca
Marepuanos (f,., = 1150 °C) ctpykTypa criasa sIBIsIeT-
cs1 60JIee OTHOPOIHOM, TTPOMCXOIUT U3METBICHUE 3epeH
NiAL Ipu 7., = 1250 °C otmeyaeTcs yBeanyeHue dasbl
(Ni,Cr,Co);Mo;C u tBepnoro pactsopa (Cr,Mo).

Tabnuua 7. MexaHuyeckue ceoiictea cnnaBoB NiAl—Cr—Co—X npu ucnbiTaHUaX Ha cXaTue

“n MeToaoM HaHOUMHAEHTUPOBAHUA

Table 7. Mechanical properties of NiAl—=Cr—Co—X alloys during compression and nanoindentation tests

Pexxum otxkura
X, Mac.% G,, MIla Gy 2, MIla € % H, I'Tla E, TTla
oo 'C T, MUH '
- - 1728 1566 0,95 10,7 219
850 180 1721 1636 <1" 12,4 249
15Mo .
1150 180 1726 1642 <1 12,1 245
1250 180 1916 1653 2,01 10,9 225
- - 1800 1618 1,10 10 195
850 180 1833 1628 1,98 12,8 243
15Mo + 1,5Re
1150 180 1910 1634 1,59 11 225
1250 180 2267 1740 6,15 10 209
* O6pasLbl XPYITKO Pa3pyLIMIKCh.

Puc. 8. CtpykTypsl crijiaBa
NiAl-Cr—Co—15%Mo no (a)

U TocJie oTKura npu Temneparypax 1150 °C ()
u 1250 °C (¢)

Fig. 8. Structures of the NiAl-Cr—Co—15%Mo
alloy before (a) and after annealing at 1150 °C (6)
and 1250 °C (8)

Powder Metallurgy and Functional Coatings = 2021 = Vol. 15 = N2 3
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Ilocne otxura npu Temneparype 1150 °C (puc. 9, a)
HaOJIOJAIOTCd CYOMUKpPOHHBIE BblaeacHUs NiAl
Huctiepcusie yactTunpl Cr(Mo) B oobeMe 3epeH NiAl
oOHapyXeHbI He Obl1i. HampoTus, ocie oTXXura npu
1250 °C (puc. 9, 6) 3ameTHHI BeiAeaeHUSI a3bl (Cr,Mo),
pacrpenefneHHble KaK B TeJie JeHIPUTOB, TaK U BAOJb
rpaHul 3epeH NiAl. B o6oux o6pasiax nocje oTxXu-
ra oTcyTcTBOBaJa (ha3a TBEPAOro pacTBOPa Ha OCHO-
Be Mo.

C 1esblo M3yYeHM sl KPUCTATINIYECKOTO CTPOSHUSI
CTPYKTYPHBIX cocTaBasgomux craaBa NiAl—Cr—
Co—15%Mo 10 u mocyie OTXKHUTa MPU TeMIeparype
1250 °C npoBoauiau ucciaenoBaHuWs (oOJbI MeToma-
MU MPOCBEYMBAIOIIECH 3JIEKTPOHHOU MMKPOCKONUNU
BeicoKoro paspemeHus (IIDMBP). Ha puc. 10, a, 6
npenctapieHbl [IDM-u3o0paxeHus CTPYKTYpHI
cmiaBa NiAl—Cr—Co—15%Mo BGau3u Mexda3Hoi
rpaHUIlbl AeHAPUTHON stueliku. [lo maHHBIM B3Hep-
TOAUCIIEPCUOHHOro crnekTpaabHoro aHanuza (DHAC)
OEHAPUTHI TIPEICTABISIOT COOON TBEpAbI pPacTBOP
xpoMma 1 kobanpra B B-NiAl (puc. 11, cnektp ). Oco-
OGEHHOCTBIO TTOJTYYEHHOTO CILIaBa SIBJIsETCSI 00pa3o-
BaHUE B MEXJEHAPUTHOM MPOCTPAHCTBE BBHITSIHYTHIX
3epeH Mo-comepxamux ¢a3 IMUPUHONK 1—2 MKM
(cmexTpbl 2—5) Kak pe3yJibTaT BAUSHUS HepaBHOBEC-
HBIX YCJIOBUI KPUCTANJIU3AlUU paclijaBa Mmpu U30bl-
TOYHOM CONIepXKaHUU MOJTMOeHA U XpoMa B ITpoliecce
CBC-nutss [20, 23]. OxJaxkaeHue CJIMTKOB Ha BO3AY-
Xe crocoOCTBOBAJIO JOMOJHUTEIBHOMY BbIACIEHUIO B
Tejle OSHAPUTOB HaHopa3MepHBIX (<100 HM) gacTmIl
n366iTouHOM (Cr,Mo)-dassl cocraBa, ar.%: Cr —
65,92, Mo — 25,39, Ni — 5,62 u Al — 2,07. JlaHHbIe
BBIJIEJIEHUS] CITIOCOOCTBYIOT POCTY COIMPOTUBIICHUS
BSI3KOILIACTUYECKOM AechopMaliiy B pe3ybTaTe TUC-

nepcuoHHOro ynpouHeHus: NiAl-maTpuiibl, Kak ObLJIO
nokasaHo B paborax [31, 44, 45].

Ilpu Gosee ngeTaJbHOM aHajlu3e TOHKON CTpPyK-
TYpPbl AEHIPUTHBIX SiYeeK ObLIM OOHApYyXXEeHBI KOre-
penTHbIe BbigenaeHus (Cr,Mo) pasmepom 10—20 HM,
9TO JeMOHCTpupyeT u3zobpaxkenue [IOMBP B-dasst
[111] (puc. 10, ). PaccunTaHHBIi 1O 371EKTPOHOrPaM-
Me mapameTp ssueiiku NiAl coctaBui a = 2,952 A, 4TO
Ha 2,3 % 6oJibliie ero TabJIMYHOro 3HayeHus 2,887 A.
YBenuuyeHue mapaMeTpa peleTKM MaTpUIHOM assl,
BEPOSITHO, MMPOM3OILIO M0 MPUIYMHE PACTBOPEHU S B
Hell aTOMOB MOJIMOIeHA, XpoMa 1 KoOaIbTa, 4TO IO~
TBepxXaaloT pe3yabraThl DJC XUMUUYECKOro cocTaBa
tena genaputa (puc. 11, cnektp I). Kpucrannmuec-
Kasl CTPYKTypa OCHAPUTHBIX SYCEK XapaKTepu3oBa-
JIach BBICOKOI UYMCJICHHOU IJIOTHOCTBIO Ne(eKTOB B
BUJE YePEeAYIONIUXCS JUHUKN C TEMHBIM U CBETJIBIM
KOHTPACTOM, OPHMEHTHPOBAHHBIX BIOJb HaIIpaBiec-
Hus <200> (Ni,Fe)Al anHble neeKTbl SBISIOTCS
pe3yabTaToOM ILJIACTUYECKOUN mecdopMaiuyi MaTPUIILI
IyTeM MHOT'OYMCIICHHBIX CABUTOB KPUCTALINICCKOMN
pewieTku 1o miockocTaMm <110> mon BozaeicTBHUEM
HampsIKEHUM CXaTHsl, YTO IOATBEPXKIAacT HaJMuue
JIOIIOJTHUTEIBHBIX pedIeKCOB Ha BIEKTPOHOTpaM-
me (puc. 10, 8), UMelOIIUX XapaKTepHOE 3epKajb-
HOE CMeIlleHUEe OTHOCUTEJIbHO HanboJjiee MHTEHCHUB-
HBIX pediaekcoB. Ob6patHoe Dypbe-npeodbpaso-
BaHUEe KpucTajaudeckoir cTpyktypsl [001] uzobpa-
xkeHue [IOMBP rpanuusl pasmena NiAl/(Cr,Mo) B
obnactu A Ha puc. 10, 6 mokassiBaet Hann4ue a/2{110}
IUCOKalMu HecooTBeTCcTBUS (7)), 4TO CBUAECTEINb-
CTBYET O MOTEPe KOIePEHTHOCTU AaxKe U30bITOUHBI-
MU BBIICIICHUSIMHU, pa3Mep KOTOPBIX He ITpEeBHIIIA-
eT 14 HMm.

Puc. 9. Mukpoctpykrypa criaba NiAl—Cr—Co—15%Mo niocie otxkura nipu Temiepatypax 1150 °C (a) n 1250 °C (6)
Fig. 9. Microstructure of the NiAl—Cr—Co—15%Mo alloy after annealing at 1150 °C (a) and 1250 °C (6)
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Ha puc. 10, d npeactaBieHo uzobdpaxenue [IDMBP
KPUCTAJLIMYECKON CTPYKTYPhl MHOIOKOMIIOHECHTHOM
das3er B cucreme Mo—Cr—Ni—Co (puc. 11, crexr-
pbl 21 3). cxons U3 KOTMYECTBEHHOTO COOTHOIIEHU ST
OCHOBHBIX KOMTIOHEHTOB B (ha3e BbIABUHYTA TUIIOTE3a

00 00pa3zoBaHUM HEMPEPBIBHOIO psijia TBEPAbIX pac-
TBOopoB ¢ OIlIK-pemerkoii. OgHako oOHapy>KeHHas
(¢aza Ha ocHoBe Mo umena I'IK-pemrerky, opueHTH-
POBaHHYIO BJIOJIb 30HBI OCH [1_14]. OTO NOATBEPKAEHO
pe3yJbTaTaMU HU3MEPEHUI YIJIOB MEXIY OCHOBHBI-

Puc. 10. Ocob6eHHocTr TOHKOM cTpyKTYpbl CBC-nutoro cnasa cucreMbl NiAl—Cr—Co—Mo

a, 6 — [IDM-u3ob6pakeHue CTPYKTYphI Ha TpaHulle pasnena -NiAl- u Mo-conepxariumx ¢as;

6 — KpUCTaJUTNIeCcKas CTPYKTypa AeHApuTHOI stueiiku 3-NiAl ¢ Beizenenuem Cr(Mo) Brosb ocu 30HbI [001];
2 — crpykrypa 3epHa (Ni,Co,Cr);Mo3;C B10/1b OCU 30HBI [114] (TTDMBP);

0 — ToHKas CcTpyKTypa uHTepdeiica NiAl/(Moy g Cr ,),B,, Bionb ocu 30HbI [1216];

e — obparHoe Dypbe-npeodpazoBaHme neGEeKTHOI 30HBI KpUCTAIA, 0003HAYEeHHOI OyKBOU D

Fig. 10. Features of the SHS cast NiAl—Cr—Co—Mo alloy fine structure

a, 6 — TEM image of the structure at the interface between B-NiAl- and Mo-containing phases;
6 — crystal structure of -NiAl dendritic cell with Cr(Mo) precipitates along the [001] zone axis;
2 — (Ni,Co,Cr)3Mo;C grain structure along the [114] zone axis (HRTEM);

0 — fine structure of the NiAl/(Moy g Cry ,),B, interface along the [1216] zone axis;

e — inverse Fourier transform of the crystal defect zone marked by D
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EDXS-o6aacTs

a o
Cnektp Ni Al Cr Co Mo
a NiAl-Cr—Co—15%Mo
1 50,77 35,75 6,37 6,38 0,74
2 18,87 - 22,86 7,48 50,78
3 20,66 - 22,41 7,60 49,33
4 - - 23,31 - 76,69
5 - - 20,56 - 79,44
] NiAl-Cr—Co—15%Mo + orxur mipu 1250 °C
6 21,13 - 24,81 9,62 44,44
7 23,95 - 22,02 9,18 44,85
8 20,53 - 35,70 13,72 30,05
9 - - 84,66 - 15,34
10 50,38 39,71 4,67 5,24 -

Puc. 11. CocTtaB CTPYKTYPHBIX COCTaBIISIIOIINX UCCIIEAYEMOTO CIIIaBa, at. %

Fig. 11. Composition of structural components of the alloy under study, at.%

MU BEKTOpaMM HAIIpaBJICHUM Ha 3JIEKTPOHOIpPaMMe
(puc. 10, d), KOTOpbIe MOJHOCTHIO COOTBETCTBOBAJIM
TabIMYHBIM 3HaYeHUAM 63,9° u 50,1° [46].

[Mepuon pemerku uccnenyemoit Mo-da3sbl, pac-
CUMTAHHBIN IO CHITON 3JIeKTpOHOIpaMMe obpa3slia ¢
yuyeToM MHIeKcoB Munepa, coctaBuna a = 11,37 A.
OCHOBBIBasSICh Ha YCTaHOBJICHHBIX ITapaMeTpax KpH-
CTaJUTMYECKOUN pelIeTKr, MOXHO yTBEpXaaTh O KpHU-
CTaJAM3allMu B MEXIECHAPUTHOM IIPOCTPAaHCTBE
cnoxHoro kap6uga (Ni,Co,Cr);Mo;C. IIpumecHbrit
yriepoa B3aumosaeiictpyet ¢ Cr u Mo ¢ o6pa3oBaHU-
€M KapOUJI0B, BBIMOJHSS POJb IUCIIEPCHBIX BhIAEIE-
HUM, (GUKCHPYIOIINX TPAHMUIIBI 3epeH U OJIOKUPYIO-
IMUX 3epHOrpaHUYHyl0 nuddysuto [47]. ObpatHoe
®ypbe-nipeobpa3oBaHre KPUCTAJIMYECKON CTPYK-
TypHl (puc. 10, ¢, 0671. B) IeMOHCTPUPYET YIOPSIIOYE-

HHE PACIIOJIOXEHNE aTOMOB BTOPOM PEIIETKU MEXIY
aToMaM{ OCHOBHOW, YTO TOBOPUT O (hDOPMUPOBAHUU
CBEPXTPYKTYPHI IO MEXaHU3MY YIIOPSAOYMBAHUS J€-
dexToB [44, 45].

Ha puc. 10, 0 moka3aHbI pe3yabTaThl aHAJIM3a KPU-
CTAJJINYECKOM CTPYKTYPHI 3€pHa CAEAYIOIIEro cocTa-
Ba, at.%: Mo — 78%2 u Cr — 22+2 (cm. puc. 11, criexr-
pbl 4 1 5) BOAU3M Mexda3HOW IpaHUIIBI pa3iesa C
NeHIpUTHOM siueiikoii B-NiAl. Ha ocHOBaHMY CHATOI
3JIEKTPOHOIPaMMBbI ITPOBeieHa UAEHTUUKALIMS TUTIA
U TTapaMeTpoB pelieTku uccienyemoi dasel. C yue-
TOM BEJMYMHBI YIJIOB MEXAY OCHOBHBIMHU KpHCTaJI-
norpacduyeckuMu HampapiaeHusmu (61,2° {2201} u
28,2°{2020}) rekcaroHajJbHOW MJOTHOYIMAaKOBaHHOM
pemetku (I'TTY) u paccunTaHHBIMU NepuogaMu (a =
=592 Auc= 6,41 A) BMECTO TBEpPIOro pacTBopa
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(Mo,Cr) obpasosaiics cnoxHslii 6opun (Mo sCr ), B,.
bop He Mor ObITh UAEHTUPUIIMPOBAH HA CTAAUU U3-
MepeHHS cocTaBa (a3, TaK KaK B MCCIETOBAHUSIX UC-
MOoJIb30Bal KpeMHui-apeiidoseiii SDD netekTop
X-Max80 T («Oxford Instruments», BenukooputaHusi).

Dypbe-nipeodpazoBaHUe CTPYKTYpPHl KpHUCTall-
na B-NiAl (o6. C Ha puc. 10, d) B cONTOCTaBIEHUH CO
BCTaBKOIi 3JIeKTPOHOrPAMMBI BIOJIb OCH 30HBI [1216]
TMOKa3bIBaeT OTCYTCTBHE Ha MexX(a3HOi TpaHHIIE
pasnena ¢ (MoggCrj,),B, KorepeHTHON CBsI3M pe-
meTtok ¢a3 (puc. 10, d), Tak KaK BEKTOPbI OCHOBHBIX
KpHUCcTaIorpadnuecKUX HAIIpaBJICHUM HE COBITaga-
oT. TeM He MeHee paccMaTpuBaeMble (Ga3bl UMEIOT
OJIM3KYI0 OPUEHTUPOBKY, UTO MPEAIOJaracT BO3MOX-
HOCTh CO3JaHMs YCIIOBHI, KOTIa BEIIEJICHUS OopuIa
OyIYyT KOTe€pPEeHTHBI. DTO MPUBENET K TOMOJTHUTEb-
HOMY 3 (PeKTy TUCIEPCUOHHOTO YIIPOYHEHUS MaTe-
praja, KOraa CKOJIbXEHUIO MaTPUUHBIX TUCIOKAIIAI

MPeNsITCTBYIOT IOJIs YIPYTUX AedopMalvii peieTox
IBYX (as.

O6parnoe Dypoe-npeobpasosanue [1216] n3o6pa-
xeHus [TODMBP u3 o61actu D Ha puc. 10, 0 mokasbl-
BaeT BBICOKYIO MJIOTHOCTD Je(eKToB yrnmakoBku (1Y),
OPUEHTHPOBAaHHBIX BHOJb {2201} aTOMHBIX IIJIOCKO-
creit (puc. 10, ). O6HapykeHHBbIe 1Y ¢ 1OMOJHUTENb-
HBIM UJEHTUYHBIM CJIOEM BO3MOXKHO MOJIYyYEHBI B pe-
3yJBTAaTE CKOIJICHU ST MEXXY3eIbHBIX aTOMOB [44].

Takum obpaszoM, njaacTuueckas aedopmanus da-
361 (Mo sCry ), B, mox BozzeiicTBuEM HampsIKeHUsI
CXATUSl COMPOBOXIAETCHd MUCCOLMUALIMEH TOTHBIX
JIMCJIOKAIIUi HAa YaCTUYHBIE.

[IDM-u3obpaxkeHre CTPYKTYpPbl OTOX>KEHHOI'O
ciutaBa NiAl—Cr—Co—15%Mo, opueHTHpOBaHHOE
BIOJIb 30HBI ocu [111] (Ni,Co,Cr);Mo05C, nokasaHo
Ha puc. 12, a. OTxur npusel K AUDPYy3MOHHOMY pO-
CTYy yIpouHsIomux HaHoBEIOeaeHuit Cr(Mo) Bmojb

Puc. 12. XapakTepHble 0COOEHHOCTU TOHKOM cTpyKTYpbl CBC-nutoro criiaBa cucteMbl NiAl—Cr—Co—Mo

nocJje orxxura npu 1250 °C

a — [19M-u3obpaxeHue CTPYKTypbl 3epeH CO BCTaBKOM 31eKTpoHorpamMmMsl oT (assl (Ni,Co,Cr);Mo;C;
6 — xpuctayutmueckast ctpykrypa dasst (Ni,Co,Cr);Mo;C BOmm3n rpanuis! pasznena 3-NiAl;

6 — ctpykTypa Cr(Mo) Brosb 30Hbt ocut [111] (ITDMBP)

Fig. 12. Characteristic features of the SHS cast NiAl—Cr—Co—Mo alloy fine structure after annealing at 1250 °C

a — TEM image of the grain structure with an SAED insert from the (Ni,Co,Cr);Mo;C phase;
6 — crystal structure of the (Ni,Co,Cr);Mo;C phase near the B-NiAl interface;

6 — Cr(Mo) structure along the [111] zone axis (HRTEM)
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MEX3epPeHHBIX TPaHUI] 10 CYOMUKPOHHOTO pa3Mepa
150—400 uM, a TakKXe K YBEJIMUEHUIO KOHLIEHTpalluu
xpoma u kobanbra B asze (Ni,Co,Cr);Mo;C (puc. 11,
cnextp 6). CortacHo maHHBIM [23, 25, 31, 44] BeIAene-
HHUE OUCTEepCHBIX 4yacTul u3obiTouHoit Cr(Mo)-ga-
3bl IIPOMCXOOMJIO HA CTAAUM OXJIAXICHUS CINTKOB
B BaKyyMHOH KaMmepe B3JIeKTpOIleYd, KaK pe3yJIbTaT
KOHIIEHTPAIIMOHHOTO PACCIOCHUS TEPECHIIEHHOIO
TBEpAOTO pacTBOpa XpoMa M MOJMOIEHA B MHTEPME-
TaJIMIHON MaTpuile. Mi3MeHeHue cocTaBa MeXICH-
NPUTHBIX TIPOCIOEK 00YCIOBIEHO ee AUDPY3MOHHBIM
HaCHIIIIEHUEM JICTHPYIOIINMU 3JIEMEHTAMHM IIPU pac-
tBoperun B B-NiAl mucniepcHbix BeineseHuit (Cr,Mo)
BO BpeMs TepMU4YeCcKoil oOpaboTku craBa. Hamu-
yue Passr (Ni,Co,Cr)sMosC (F'K-pemetku, a =
= 10,74 A) CO CBEPXCTPYKTYPOU MOATBEPKACHO C MO-
moutbio [111] 27eKTpoHOrpaMMBbl 00J1acTH, 0003Ha-
yeHHOU F Ha puc. 12, a. YMeHbIIIeHWe TTapaMeTpa pe-
meTku Mo-conepxaiieit ¢assl Ha 5,5 % 17 craBa
B OTOXKECHHOM COCTOSTHUU MOXET OBITh 00YCJIOBJIEHO
YCTAHOBJICHHBIM B HeEil CHMXEHHWEM KOHIICHTPAIlUK
MOJIMO/eHA.

KorepeHTHOro compsikeHusI aTOMHBIX ITJIOCKO-
CTe KPUCTAINYSCKUX PEIIETOK MEXIY OCHOBHEIMU
dazamu (Ni,Co,Cr);Mo;C u 3-NiAl He BBISIBIIEHO, UTO
nokasbiBaeT och 30HbI [111] U306paxenne [IDMBP
kpuctamauueckoil cTpyktypsl (Ni,Co,Cr);Mo;C Ha
rpaHule pas3jelia ¢ AEHJAPUTHOW SYEKOW mMaTprhy-
Hoil ¢a3wl (puc. 12, 6). Hecmorps Ha pedopmMupo-
BaHHOE COCTOSIHHME CIIJIaBa, JUHEWHBIC Oe(PEKTHI
B uccieayemolt ¢aze He BbISIBJIeHBI. BcTaBka Ha
puc. 12, 6 TakXe IEMOHCTPUPYET CBEPXCTPYKTYpPHOE

CTPOCHME KPUCTAJIJIMUYECKON PEIIeTKM HCclenye-
Mol (pa3Hhl.

B Teme meHAPUTHBIX sS4YeeK YCTAHOBJICHO HaJIU-
yue BBICOKOAUCIIEPCHBIX BblAenaeHuit (Cr,Mo) pas-
MmepoMm ~21 HM (puc. 12, ). HabntomaeMoe compsike-
HUE aTOMHBIX TJockocteil Ha [1DM-uzobpaxeHuun
(Cr,Mo)/NiAl, B3siTO¢ BIOJb OOIIE 30HBI OCH [T]l],
a TakXe CcynepnosuMuus AWdpakLMOHHBIX MSATEH
Ha wu3obpaxeHUAX PDypbe-IIpeodpa3oBaHUS C Ma-
TPUIIBI M BBIJEICHUIN MOATBEPXKIAIOT WX KOTEPEHT-
HocTb. TakuMm o6pazom, maTpuuHas ¢dasza B-NiAl u
peigenenust (Cr,Mo) wumeroT [Tll]BH [111]Cr(Mo) u
{110}g || {110}Cr(Mo) OpHEHTaLMOHHYIO CBA3b MEXY
pemieTkamu. Pa3BuTue miacTuyeckoil aedopMaunu
oI JeMCTBUEM CXXUMAIOIINX HAIIPSIXKCHUU IIPUBEIIO
K ckorteHnio a/2[111] (011) KpaeBbIX IHMCIOKALIMIA,
4YTO IEeMOHCTpUpyeT obpatHoe PDyphe-npeobpasoBa-
HUe u3 obnactu G Ha puc. 12, 6. DTo TaKXKe 00BSICHSIET
MPUPONY HaHOPa3MEPHBIX 30H B KPUCTAJINUYECKON
CTPYKTYp€ MaTepualia, UMEIOIMX TEMHBI KOHTPaCT
¥ IIPEUMYIIECTBEHHO COCPEIOTOUYECHHBIX BOKPYT KO-
TepPEeHTHOTO BbIACJIEHU ST U30BITOYHOM (ha3bl, HATUUUE
KOTOPBIX OOYCJIOBJIEHO YIPYTMMHU AedopMaluu pe-
IIeTKHW BOKPYT IMCIOKAIIMOHHBIX SIIED.

HanbHeliye WccieqoBaHUsI MO TOATOTOBKE I0-
polIKa-pekypcopa K cdepouansanmuy IPOBOIM-
JINCh ¢ HamboJee MEepCIEeKTUBHBIM JIUTHIM CILIaBOM
NiAl—Cr—Co—15%Mo. TTopoI1iioK ObLT MOJyYeH My-
TeM MeXaHU4YeCcKoro u3menabdeHu s 1utbix CBC-ciaut-
KOB M MeJI XapaKTEePHYIO OCKOJOUHYIO MOP(OIOTHIO
(puc. 13, a). OcHOBHa4 NOJS YaCTULl UMeJia pa3Mep He
6onee 30 mxM. KnaccupunupoBaHHbBIN MOPOILIOK HE

WuTerpansHoe
pacmpenenenue, %

JuddepennmansHoe
pacnpenenenue, %

100
{0 / L7
80 A1k L 6
| 5
60 - 1
] lllIL I L 4
40 - 1 L3
’ »)
20
] |
0 T L rrrem L L LA L LLLI T 0
0,1 1 10 100

Pa3Mep YacTHIll, MKM

Puc. 13. Mopdosiorust uaMebudeHHBIX YaCTHUIL (@) U TpaHyJIOMeTpUUYecKuii coctas (6) mopouika NiAl-Cr—Co—15%Mo

Fig. 13. Morphology of comminuted particles (@) and granulometric composition (6) of the NiAl—Cr—Co—15%Mo alloy
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CONEepPXXUT CYOMUKPOHHBIX YaCTUI], OKa3bIBAIOIIUX
HeraTMBHOE BJAMSHUE Ha CTaOMJIbHOCTH IJIa3MEHHOMU
chepouguzanuu, NpUBoOIS K 00pa3oBaHUIO HaHO(Da-
3bl HAa TOBEPXHOCTU KPYITHbBIX yacTuir [30].

Ha puc. 13, 6 mokazaHo nHTerpajbHoe U nudpde-
peHIIMAJIbHOE paclpee/iecHus MO pa3Mepy YacTHIL
nopomka NiAl—Cr—Co—15%Mo mociie MeXaHH-
YEeCKOro M3MEJbYCHUS B IJIaHETApHOU MeJbHUIIE U
nocjeaylomeit BO3AYIIHOM Kinaccudukauuu. Pazmep
YacTUI] 1IeJIEBOrO MOPOIIKa BapbUpPOBaJICI B IuUarna-
30He 10—50 MkMm. CpenHuii guamMeTp YacTUI OBLI
paBeH D, = 33,9 MkM. [loy4eHHBII TOPOIIOK NMeIT
OMMOIAJILHBIN XapaKTep pacrpeaeeH s YaCTUIL: MO-
Jla TIepBOTO NMKa paBHa 17 MKM, a BToporo (0oJiblie-
ro) — 49 mxm. KBanrtenu pacnpenenenusa Dy, Dsyu
Dy coctaBunu 12,3, 31,6 u 60,7 MKM COOTBETCTBEH-
Ho. Hons ¢dpakunu <20 MxM gocturana 35 %, ppak-
uuu >40 mxm — 38 %.

BbiBOAbI

1. [To TexHomoruu neHTpobOexkHOTO CBC-MUTHS
nonydeHsbl criaBbl NiAl—Cr—Co, rerupoBaHHbie Mo
(2,5u 15 %) u Re (0—1,5 %). Jleruposanue no 15 %
Mo o6Gecrneuunyio MPUPOCT TMPOYHOCTHBIX CBOWMCTB:
6, = 1730130 MI1a, 6, , = 1560£30 MIla u &, = 0,95 %.
TepmoobpaboTka npu #,,, = 1250 °C, = 180 MuH yBe-
JAUYMBACT 9TH MapameTpsl: 6, = 1910230 MIla, o, , =
=1650+30 MIlan g, = 2,01 %. lononHUTEIBLHOE Jle-
THUpOBaHUE peHUEM MOIU(MUIIUPYET CTPYKTYPY CILIa-
Ba, MOBBILLIASI CBOMCTBA 10 CACAYIOLIUX 3HAYCHU: G, =
= 1800£30 MlIIa, o, , = 1610£30 MIla u g;, = 1,10 %,
a OTXWUT JOTMOJHUTEIBHO MOBBILIAET UX 10 YPOBHS: G, =
=2260%30 MIla, 6, , = 173030 MIlan g, = 6,15 %.

2. OnpeneneHbl 3HAYeHUs] TBEPAOCTU U MOAYJS
YIIPYTOCTU M OTMEUYCHO JIOKAJbHOE pPa3yNpOIHEHHE
(a3 B pesynbraTe OTXKMIa IMpPH TeMIlepaType BhIIIE
850 °C, yBenuuuBalolero AOdI0 MJaCTUUYECKON mde-
dopmanun.

3. YcraHoBiieHa 3-ypoBHEBasi CTPYKTypa JIUTOTO
crutaBa NiAl—Cr—Co—15%Mo: 1-ii ypoBeHb 00pa-
3yIoT AeHaApuTHBIe 3epHa B-NiAl ¢ mpocnoiikamMu a3
(Ni,Co,Cr)3sMo;C n (Mo, 5Cry ,) B, ¢ pasmepom siue-
ek 10 50 MKM; 2-if — yIpouHsoIue CyOMUKPOHHBIE
gacTunpel (Cr,Mo), pacmpenejeHHBIC BIOJIb TPaHUIL
3epeH; 3-i1 — KorepeHTHbIe HaHOBbIAeAeHU s (Cr,Mo)
(10—40 um) B Tene neHaputoB B-NiAl

4. IMonyyeHsl mopowku ppakauu 10—50 MKM co
cpenHuM nuamerpom vactuil Dy, = 33,9 mMkwm. [lo-
st dpakumu <20 MKM cocTtasisiia 35 %, ¢pakuuu
>40 mxm — 38 %.
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AHHOTauua: MHorve geTanu MaluvH, paboTarLme B KOHTakTe ¢ ObICTPOTEKYLLMM NOTOKOM XUAKOCTEN (HanpruMep, IonacTu Typ-
OWHbI TMAPOCTAHLUNIA, KnanaHbl, NONacT KPbib4aTKM HACOCOB, KOpabesibHble BUHTbI, CUCTEMbI OXJaXXAEeHUS Pa3fINyHbIX arpera-
TOB 1 T.M.), NOABEPralTCs 0QHOMY M3 BUOOB U3HOCA — KaBUTALUWMOHHOM 3p03un. NCKNoYeHne nan yMmeHbLLIEHNE KaBUTaLMOHHOMN
3p03uUM ABNSAETCS BaXHOM 3a4a4elt, Tak kKak No3BONseT AOCTUYb B0NbLIOI0 9KOHOMUYeckoro adpdekTa. B naHHOM nccnenosaHum
npeasioxeHa pa3paboTaHHas 1 3anaTeHToOBaHHas MeToauka AJ1s OLEHKN CTOMKOCTU MeTaslslokepaMmnyeckmnx ra3oTepMmyeckmx no-
KkpbITnii (WC-10C04Cr n WC-20CrC-7Ni) npoT1B KaBUTALUVNOHHOM 3p03un. g Nony4eHs MeTaiokepaMmmyeckKnx NoKpbITUA NC-
nonb30BasiCs METO, CBEPX3BYKOBOIO ra30BO3AYLLIHOIO HanblneHus. Lienb paboTel cocTosiNa B UCMbITAHUN HOBO METOLAMKWN OLLEHKN
CTOWNKOCTM NOKPbLITUIA NPOTUB KaBUTALMOHHOIrO BO3AENCTBUS, KOTOPAas OT/IMYAETCS OT CTaHA4APTHOrO METoAa PacrnoioKeHUEM UC-
nbiITyeMoro o6pasLa OTHOCUTENBHO XNAKOCTU, UCNONb3yeMOW Npu ncnelTaHnn. Kpome TOro, NpoBeAeH aHanu3 CTPYKTYpbl Nosy-
YEHHbIX NOKPbITUA B UCXOAHOM COCTOSIHUN NEPES, UCTMbITAHUSAMUN U U3YHEHO UX NOBEAEHME NOC/E KaBUTALMOHHOINO BO3AENCTBUS C
NPUMEHEHUEM PACTPOBOI 3NIEKTPOHHOM MuUkpockonuu. Kputepuii notepu o6bema matepuana B NMpoOLECCE KAaBUTALVMOHHOMO BO3-
nencTens 6bis1 NCNOJIb30BaH A1 OLEHKM CTOMKOCTM NOKPLITUA. PedynbTaThl NPOBEeAEHHbIX UCMbITAHWIA NoKa3anu, YTO NOKpPbITUE
WC-20CrC-7Ni umeeT Heckonbko 6oJiee BbICOKYI0 KaBUTALMOHHYIO CTOMKOCTb Mo cpaBHeHuio ¢ coctaBoM WC-10Co4Cr, HecMoTpst
Ha ero HeMHOI0 MEHbLLYIO CPeAHIo TBepAoCTh (850190 HV, 5 npotune 950+60 HV, 5). MiccneaosaHme NoBEPXHOCTM 1 NOMEPEYHbIX
CEeYEHMIN NOKPbLITUIA NOKa3ano, YTO OHM XapakTepu3yTCa padHbiMU MEXaHN3MaMKM 3PO3MOHHOI0 pa3pyLleHus. MoxXHO caenaTb Bbl-
BOJ, 4TO Hann4me nedekToB (Mop) B CTPYKTYPE MOKPLITUI ABASETCA OCHOBHOW NPUYNHON, CNOCOOCTBYIOLLIEN CHUXEHUIO UX CTOWKO-
CTV NPOTUB KaBUTaAUMOHHOI 3po3un. Takmum o6pa3om, paspaboTaHHas MeToamka aokasana cBolo 3addeKTUBHOCTb NPU NOMyYeHUN
3KCNepUMEHTasIbHbIX AAHHbIX /15 aHanM3a KaBUTaLuMOHHOIO M3HOCA MeTalllIokepamMmyeCcKnx ra30TePMmNYECKNX MOKPbLITUIA.
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Using the developed cavitation test to evaluate erosion resistance
of cermet thermal sprayed coatings
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Abstract: Many machinery parts working in contact with a fast-flowing fluid flow (e.g. turbine blades of hydroelectric power
plants, valves, pump impeller blades, ship propellers, cooling systems for various units, etc.) are subjected to such type of wear
as cavitation erosion. An important objective is to eliminate or reduce cavitation erosion so as to achieve a considerable economic
effect. This research uses a patented technique developed to evaluate the cavitation erosion resistance of cermet thermal spray
coatings (WC-10Co4Cr and WC-20CrC-7Ni). These coatings were prepared using high velocity air fuel thermal spraying (HVAF).
The aim of this study is to test a new technique for evaluating coating cavitation resistance, which differs from the standard one by
specimen positioning relative to the testing liquid. In addition, scanning electron microscopy (SEM) was used to analyze the initial
structure of the coatings prepared and study their behavior after cavitation exposure. The material volume loss criterion during the
cavitation test was used to evaluate the coating resistance. The results of cavitation tests showed that the WC-20CrC-7Ni coating
has a somewhat higher cavitation resistance than that of WC-10Co4Cr despite its slightly lower average hardness (850+90 HV, 5
versus 95060 HV, 5). The study of coating surfaces and cross-sections showed that they feature by different erosion mechanisms.
It can be concluded that the presence of defects (pores) in the coating structure is the main reason for reducing their cavitation
erosion resistance. Therefore, the developed technique proved effective in obtaining experimental data to analyze cermet thermal
spray coatings for cavitation wear.

Keywords: cavitation erosion, ultrasonic cavitation test, WC-10Co4Cr, WC-20CrC-7Ni, cermet coatings, microstructure, thermal
spraying.
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BeepeHue

Jetanu maliuH, paboTalolie B KOHTaKTe C Obl-
CTPOTEKYIIMM ITOTOKOM XMUIKOCTEH (Hampumep, Jo-
MacTy TYPOWHBI TUIAPOCTAHIIWI, JIOITACTH HACOCOB,
CUCTEMBI OXJIaXKJIEHUS pa3IUuYHBIX arperaToB U T.I1.),
MMOJABEPraloTCsI OMHOMY M3 BHIOB M3HOCA — KaBUTa-

Powder Metallurgy and Functional Coatings = 2021 = Vol. 15 = N°3

LIMOHHOM 3p03uu, KOTopasl CYIIECTBEHHO BJIUSECT Ha
abdexTuBHOCTh obopynoBanus [l1, 2]. TTostomy ee
WCKJIIOUEHUE WJIM YMEHbIIEHUE SIBISEeTCS BaXKHOM
3ajayeii, Tak Kak MO3BOJISIET JOCTUYD OOJIBIIOTO KO-
HoMu4ueckoro apdexkra. KaButauumoHHBI U3HOC BO3-
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HUKAaeT B pe3yJIbTaTe CXJOMbIBAaHUSI KABUTAIIMOHHOTO
ITy3bIPsI B XKUIKOCTHU C 00pa3oBaHUEM MUKPOCTPYii cO
ckopocThio Beime 120 m/c [3—5], mpu 3TOM ymapHOe
JaBJieHUe MOXeT MmpeBbimath 1500 MIla [6, 7].

Pazpyimienne MeTajaaudyecKux AeTajeil MalluH
BO MHOTHX CIIy9asiX HAYMHAETCS C MOBEPXHOCTHBIX
CJIOeB, YTO CHUXaeT UX paboTOCIMOCOOHOCTh M Ha-
IeXHOCTh. OMHUM U3 HauboJee TefiCTBEHHBIX My Tel
pelIeHUSI 3TOI MpoOJIEeMBbl SIBISETCI HaHECEHHE Ha
MMOBEPXHOCTH MeETaJUIMYECKUX HeTajeil 3alluTHBIX
BBICOKOITPOYHBIX, KABUTALIMOHHO- U KOPPO3UOHHO-
CTOMKMX MOKpEITHI [8—12]. OmHako 3¢ddeKTuB-
HOCTH TMOBBIIIEHUSI CTOWKOCTU TMOKPBITUI IIPOTUB
KaBUTALIMOHHOI'O M3HOCAa MOXET CYIIECTBEHHO 3a-
BUCETh OT MaTepHajoB IJIA IOJYYeHUS ITOKPBITUMI
U YCJIOBMIA, B KOTOPBIX OHUW MCITOJIB3YIOTCS, a TaKXKe
cnoco6oB ux HaHeceHus. [IpuMeHeHUe CBEPX3BYKO-
BOTO Ta30BO3AYIITHOIO HANIBUICHUS, PACITBIISIONIETO
YacTUIIBI ¢ BBICOKOU cKopocThio (mo 1000 m/c), mo-
3BOJISIET DOPMUPOBATH IIOTHBIE MTOKPHITUS BBICOKO-
r'o Ka4eCcTBa CO CHMXXECHHBIM COAEePKaHUEM OKCHIOB
[13, 14].

MeTannokepaMuyecke MaTepuaabl (KEpMEThI)
IIMPOKO BOCTPEeOOBAHBI MPU TEPMUUESCKOM HAITBIJIC-
HUM JUIST TIOJIyYeHU s 3alllUTHBIX TTOKPBITUI C BBICO-
KHMM YpOBHEM TBepaocTU. OHU MOTYT UCIIOIb30BaThCs
B IIMPOKOM CIIEKTPE IMPOMBIIIJICHHBIX IIPUMEHECHUA,
TpeOYIOIINX CTOMKOCTH K KaBUTAIlMOHHO-3PO3UOH-
HBIM ToBpeXAeHusM [15, 16]. KepMeTHBIE MOKPBITHS
OOBIYHO COCTOSIT U3 KOMOMHAIIMY TBEPIBIX MaTepHa-
n0B, HantpuMmep WC u Cr;C,, C OBHUM UJIA HECKOJIBKU-
MU TUJIACTUYHBIMU MeTajljJaMU MaTpUIlbl, HalIpUMep
Co nnm Ni [17—19]. JomoaHUTEABHOE JIETUPOBAHIE
MaTpulbl XpoMoM (MOKpbITUS cocTaBoB WC—CoCr,
WC—CrCNi [17, 20, 21] u Cr;C,—NiCr [22]) moxeT
ITOBBICUTH KOPPO3MOHHYIO CTOMKOCTh M YMCHBIIUTH
KaBUTAIIMOHHYIO 3PO3UI0 9TUX MOKpbITUil. Hanuuune
nedekToB (Mop) B UX CTPYKTYPE CYILIECTBEHHO CHUXKa-
€T KaBUTALIMOHHYIO CTOMKOCTH [23].

ABTOopamu [24] ObuTa pazpaboTaHa OpUTMHAJIbHAS
METOAMKA OLIEHKUA KaBUTALlMOHHON CTOMKOCTH, IO-
3BOJISIIONIAS TTOTy9aTh 00Jiee CTaOMIIBHBIC PE3YIbTAThI
TIPY COKPAIIEHUW BPEeMEHU UCTIBITAHWI B CPaBHEHUU
C CYLLECTBYIOIIMMU aHajioramu [25].

Llenapio mTaHHOTO UCCIIETOBAHMS SIBSIJICS CpPaBHU-
TEJBbHBI aHaJIM3 0COOEHHOCTe 3PO3MOHHOTO pas3-
pYLIEHUS ABYX MeTaJIOKepaMMUYECKUX ra3oTepMU-
YyeCKHUX MOKPbITUil (coctaBoB, Mac.%: WC—10Co4Cr
u WC—20CrC—7Ni) ¢ ucrnoysib30BaHMEM HOBOU pa3-
paboTaHHOW METOAMKMU KaBUTAllMOHHBIX MCIbITa-
HUMA.

MeTtoauka uccneaoBaHua

O6pa3mbl ¢ TOKPBITUSIMU (pHC. 1) OB TTOATOTOB-
JIEeHBl B COOTBETCTBUM cO cTaHgapToM ASTM G32-10
[25] myTeM CBepX3BYKOBOI'O Ta30BO3AYIIHOTO Ha-
MBIJICHUST C MCTONIb30BaHueM ycTtaHoBku SB9500-gun
(«Uniquecoat Technologies», CIIIA). OCHOBOI1 c1yK1-
Jla KOHCTPYKIMOHHAa cTasib 40, B KauyecTBe pacnblise-
MBIX MaTepHUaJIOB — arJIOMePHUPOBAHHEIC U CIICYCHHBIC
nopomiku TAS WC-340 (WC—10Co4Cr, nanee —
WC—CoCr) u TAS WC-390 (WC—20CrC—7Ni, nanee
— WC—CrC—Ni) mpousBoactBa «C&M Technologies
GmbH» (I'epmaHus) ¢ pazmepoM yactuil 10—25 MKM.
M x xuMndecKuii cocTaB ciieayoumunii, Mmac.%:

WC—CoCr: 5,34 C, 9,91 Co, 3,94 Cr, 0,07 Fe,

ocTtanbHoe — W;

WC—CrC—Ni: 6,24 C, 21,30 Cr, 7,02 Ni, 0,09 Fe,

ocTtajibHOe — W.

H3yderne MopdOoIOrny MOPOIIKOB C IPUMEHEH M-
€M PacTpOBOr0 3JEKTPOHHOro MukKpockona (POM)
VEGA II XMU («Tescan», Yexus) moka3ano (puc. 2),
YTO YaCTUIIBI UMEIOT cheprueckyto popMy, a UX I0-
BEPXHOCTh — IIIEPOXOBATOCTh M HEKOTOPYIO IOPU-
CTOCTb.

MUKpOTBEpPIOCTh TMOKPHITUI Mo Bukkepcy orr-
penensinu Ha mukpotBepaomepe HMV-G21DT («Shi-
madzu», AnoHns) npu Harpy3ke Ha nHAeHTOP 4,9 H 110
pesyabraTtaM 10 uaMepeHuii ¢ J0BepUTETbHOI BEPOSIT-
HocThio 0,95. U3MepeHusT MpOBOAMIIN B LICHTPaJbHOMU
YaCTH ITOMIePEIHOT0 CEUCHUS MITN(POBAHHOTO ITOKPHI-
TUS TIepe] KaBUTAIIMOHHBIMH UCTTBITAHUSIMH.

Jns aHanu3a 3pO3UOHHOI CTORKOCTU B KayeCTBe
MeTolIa OIICHKM CTOMKOCTU MaTepHalioB IIPOTUB Ka-
BUTAlIMM BBIOpPaH YJIBTPa3BYKOBOW BHOPAIIMOHHBIN
crnoco0, pa3paboraHHbIi aBTopaMu [24]. UcnibiTaHus
OCYIIECTBIISIIA B BomoIrpoBomHoi Boge (pH = 7,5) ¢
MMPUMEHEHHWEM YJIBTPa3ByKOBOTO TeHepaTopa MOIII-
HocTthio 500 Bt nmpu yactote konebanuit 20+0,1 kI
u amrututyae 55+3 mxwm. [{ist yckopeHU s UCTIBITAaH Ui
HCTIOJIb30BaJIM aHOIHYIO MOJSIPU3AIIMIO ITyTeM TToa-
yu HanpskeHus 8,5 B k oopa3siy. O011iee BpeMs 9KC-
mepuMeHTOB cocTaBmio 330 MuH. M3HOC olleHUBAIN
I10 TToTepe 00 beMa 00pa3IoB B ITPOIIECCe KaBUTAIMOH-
Horo BoszaelicTBus. Ha puc. 3 npeacraBieH MpUHLIMIT
pPabOTEHI TT0 CXeMe C HAJIOKECHUEM JIEKTPUICCKOTO Ha-
MPSIKEHU ST M CO CTPYEl XKUIKOCTH, TTOJaBaeMOi CHU3Y
Ha pabouyio MOBEPXHOCTH 00pasiia ¢ MOKPHITHUEM.

ITocae KaBUTaIIMOHHBIX UCITHITAHW U AJISI N3YYCHHU S
MEXaHM3MOB 3PO3MOHHOIO pa3pyIlIeHUs MPOBOIMIN
POM-uccnenoBaHe M3HOIIEHHBIX TOBEPXHOCTEH U
MOTICPEYHBIX MIJTN(OB 00pa3II0B C TOKPHITHUSIMMU.
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PacneumurensHoe
COILIO

Pacnbusromas © .
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Puc. 1. [TonroroBka 06pa31oB ¢ TOKPHITUSIMU

h — TOJIMHA CTATbHON MOMIOXKH; Al — TonmHa nokpbITHst (400130 MM nocie HanbuleHus, 280120 MM rociie nutngoBaHus);
h+hl=6mMm

Fig. 1. Preparation of samples with coatings
h — steel substrate thickness; 41 — coating thickness (40030 um after deposition, 280120 pum after grinding); # + A1l = 6 mm

Puc. 2. Mukpouszobpaxenust (POM) Hanbuissembix mopourkoB WC—CoCr (a) u WC—CrC—Ni (0)
Fig. 2. Microimages (SEM) of deposited WC—CoCr (a) and WC—CrC—Ni (6) powders
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Puc. 3. Bun YCTaAaHOBKMU OJI1 KABUTALIMOHHBIX UCITBITAHU

a — cxeMa ToJiauy HanpsKeHUsT; 6 — BUJ CTPYM, HampaBJIeHHOI Ha o6pasell, ¢ MPUIOKEHUEM YIBTPa3ByKOBOTO BO3IEMCTBUS

Ha obpasell U 6e3 Hero

Fig. 3. Cavitation test setup

a — voltage circuit; 6 — view of the jet directed to the sample with and without ultrasonic impact on the sample

Pe3ynbrathl U UX 06CyXaeHune

Pesynbpratel POM nokaszaiv, 4To B CTPYKTYpe IT0-
kpbITust WC—CoCr 06yi0uHBIE 3epHa KapOuaa BOJb-
dpama c 3aKpyrJeHHBIMU KpasiMM OTHOCHUTEJILHO
paBHOMepHO pacIpenesieHbl B MmaTpuiie CoCr, pa3Mep
yactull W,C He peBbIIIaeT 5 MKM, U TPEIIMHBI B HUX
He oOHapyeHbl (puc. 4, a). MUKpOCTPYKTYpa MOKPHI-
st WC—CrC—Ni (puc. 4, 6) XxapakTepusyeTcs 0oiiee
MEJKUM pa3MepoM 4YacTUll KapOuaoB Bojbppama —
He 6osee 3,5 MKM. B otinuue ot nokpeituss WC—CoCr
kapouasl BoabdpamMa B mokpblTun WC—CrC—Ni
YaCTUIHO PACTBOPSIIOTCS B MaTpHUIlC Ha OCHOBE HU-
KeJisl, U colepxXaHue yrjiepoda B HUX YMEHbIIAETC.

OTO NPUBOAUT K 00pa30BaHUIO CIOXHBIX KapOUI0B,
onuskux K cocraBy (W,Ni);C. Buenpenue atomoB Ni
B Kpuctasisl W;C m3BecTHO M3 auTepaTypsl [26].
Crpyktypa nokpblTusi WC—CrC—Ni conepXuT Tak-
xe cioxHble kapounsl (W,Cr,Ni)sC tuna M¢C u He-
6osblI0e KomMuecTBo Kapounos xpoma Cry;Cg (cM.
puc. 4, 0).

B nokpeitun WC—CoCr Haba1ogaoTcss KpyImHbIe
nopsl (cM. puc. 4, a), nopuctocthb gocturaer 0,8 %, a B
o6paszue WC—CrC—Ni KkpynHbie OpbI MPaKTUYECKU
OTCYTCTBYIOT (CM. puc. 4, 6), a MOPUCTOCTb HE MPEBBI-
maet 0,1 %.

Muxkpotsepnocts HV; s nokpeituit WC—CoCr u
WC—CrC—Ni cocraBasier 950160 1 850190 coot-

Puc. 4. Muxpouso6paxenust (POM) ucxomnHoii crpyktypbl nokpbiTuit WC—CoCr (@) u WC—CrC—Ni (6)
Fig. 4. Initial structure microimages (SEM) of WC—CoCr (a) and WC—CrC—Ni () coatings
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BeTCcTBeHHO. Hebosbilioe mpeumMyIiecTBo B €€ 3Ha-
yeHuun y nokpeituss WC—CoCr o6ycnoBieHo b6oee
BBICOKMM COAEPXAHUEM B €ro CTPyKType KapOuaoB
BoJbdpama.

JlaHHBIE pUC. 5 MOKAa3bIBAIOT, UTO CTOMKOCTH IO-
KpeITusI WC—CoCr K KaBUTALIMOHHOM 3pO31UH, OIIpe-
JeJeHHas 1o ToTepe ob0beMa MaTepuasia obpasla ¢
MOKPHITUEM IOCJIe KaBUTALlMOHHOIO BO3ICHCTBUS B

3
[Morepst 06beMa, MM

WC—-CoCr WC-CrC—Ni

Puc. 5. CToiKOCTB ITOKPBHITHI K KaBUTALIMOHHOM
3PO3UH, ONpeAeieHHas ITo IToTepe o0beMa
nocJie KaBUTAIIMOHHOTO BO31eiicTBUA B TeueHue 330 MUH

Fig. 5. Cavitation erosion resistance of coatings
determined by volume loss after 330 min cavitation impact

TeyeHue 330 MUH Mo pa3pabOTaHHO MeTOAMKE, Ha
15 % nuxe, yeM y WC—CrC—Ni B Tex Xe yCJIOBUSIX
UCTIBITAHUSI.

Ha puc. 6 npencraBieHbl MUKPOM300pakeHU S U3-
HOIIEHHBIX TMMOBEPXHOCTEN HCCIEAYEeMBbIX MOKPBITUN
rocJie KaBUTAIIMOHHOTO BO3EUCTBU . J1 711 TOKPBITU ST
WC—CoCr MexaHuU3M paspylleHUsI MpeAcTaBseT-
¢ KaK 00beaAuHEeHME Ne(hEeKTOB CIIJIOIMIHOCTU (IIOp),
yXe B HEM CYILECTBYIOIIUX, C TIOCHEAYIOIINM OTPhI-
BOM BCEl 4aCTUIIBI, TTOJl KOTOPOil MOXET HaXOIUThCS
KpymHas nopa. B pe3yibraTe Ha MOBEepXHOCTU 3PO3U-
OHHOTO pa3pylieHus: GopMupyeTcs rIyoOKUil 1 1Iu-
pokuii Kparep (cM. puc. 6, a).

INoBepxHocTh pa3pyuieHnsT MOKPbITUSI WC—CrC—
Ni mocne KaBUTAIIMOHHOTO BO3AEWCTBUS BBITJISITUT
HeCKOJIbko MHaue. OHa B OOJIbIIEI CTENIEHU COCTOUT
13 OTHOCUTENbHO TNIOCKUX YYAaCTKOB C MeHee T1y0o-
KUMU KpaTepamu (puc. 6, 6). Kak u B nmpeabiayiiemMm
cllyyae, WCTOYHUKOM 3apOXACHUST MUKPOTPEIINH
MOTYT CIyXUTb IOPBl U Apyrue AedekTol. OmHako
CYIIECTBEHHO (Ha MOPSII0K) MEHbIIIee KOJIUYECTBO Jie-
(beKTOB CILUIOIIHOCTY B JAaHHOM MOKPBITMU CHUXAET
BEPOSITHOCTh PA3BUTH S TPEIIIUH.

B pabore [27] moka3aHo, YTO TTOPUCTOCTb BIUSIET
Ha CTOMKOCTb K KABUTALIMOHHOM 3PO3UU TEPMUUECKH
HaTbUICHHBIX METAJLJIOKEPAMUYECKU X TOKPBITUH, KO-
Topasi 0OpaTHO TPOIOPIIMOHATbHA BEJIWYMHE TTOPU-
croctu. Takum odpaszoM, nokpeiTue WC—CoCr boJiee
MOABEPXKEHO KAaBUTALIMOHHBIM MOBPEXACHUSIM U3-32
0oJiee BHICOKOIA TTOPUCTOCTH (CM. puC. 4).

Puc. 6. MukpouszobpaxeHus: (POM) uzHoiieHHbIX noBepxHocTeil moKpbITUit WC—CoCr (@) u WC—CrC—Ni (6)

nocJie KaBUTAallMOHHOTO BO3AeCTBIUSA B TeueHue 330 MUH

Fig. 6. Worn surface microimages (SEM) of WC—CoCr (a) and WC—CrC—Ni (6) coatings

after 330 min cavitation impact

Powder Metallurgy and Functional Coatings = 2021 = Vol. 15 = N°3
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Puc. 7. MukpousobpaxeHus (POM) nonepeunbix cedeHuit nokpeiTuit WC—CoCr (@) u WC—CrC—Ni (6)

ocJie KaBUTAallMOHHOTO BO3AeCcTBUA B TeueHue 330 MUH

Fig. 7. Cross section microimages (SEM) of WC—CoCr (@) and WC—CrC—Ni (6) coatings

after 330 min cavitation impact

B nokpeitnin WC—CoCr non IeiicTBueM KaBHUTa-
LIMOHHOTO HaTPYXEHUSI ITPOUCXOST pa3pylieHHE 1e-
pPEeMBbIUEK MEXIY COCEIHUMU nedeKTaM1 U POCT Tpe-
IIMH KaK B HAIIPaBJIICHUHU ITOBEPXHOCTH 00pa3iia, Tak
W TapaJijiesbHo eit (puc. 7, a). [Ipu aToM B pe3yabraTe
BBIKpaIllMBaHUS MaTeprasia MOKPHITUS U3-3a 00beI M-
HEHU ST MUKPOIIOp 00pa3yeTcs KpaTep.

Takum 00pa3oM, pe3yabTaThl UCCIENOBAHUS KakK
HM3HOIIEHHOM IMOBEPXHOCTH (CM. puUC. 6, a), TaK U MO-
nepegHoro mnda (cM. puc. 7, a) CBUIETEIbCTBYIOT,
yto paspyuieHue nokpbituss WC—CoCr B pe3yabrare
KaBUTAIlMOHHOTO BO3AEUCTBUS IPOUCXONUT IMyTEM
00BbEeIMHEHU S TIOP IO TOBEPXHOCTHIO MaTepHraa.

B nmokpeitun WC—CrC—Ni noa moBepXHOCTbHIO
Haba01aeTcs CYIIECTBEHHO MEHbIe MOBPEXICHUM,
BBI3BAHHBIX KaBUTALIMOHHBIM HarpyxXeHueM (CM.
puc. 7, 6), yeM B WC—CoCr (cM. puc. 7, a), U moBepx-
HOCTh pa3pylieHUs B OOJbIICH CTENEeHU COCTOMUT M3
OTHOCHUTEJIPHO ILIOCKMX ydacTKoB. Kak yxke orTme-
yanoch (cM. puc. 4), mop u Apyrux aeheKToB CIIOII-
HOCTM B JaHHOM IOKPBITUM Ha MOPSIIO0K MEHBIIE IO
cpaBHeHNI0 ¢ WC—CoCr. DTO CHUXaeT BEPOSITHOCTD
3apOXJIEHUSI TPEIIMH M TIOCJIENYIOIIEro OTACJIEHUS
yacTH MaTepualia ¢ TIOBEPXHOCTHU MOKPBHITUS C HUKE-
JIEM ITPY KaBUTAIIMOHHOM BO3JICHCTBU M.

BaxxHO momyepkHYTb, 4yTO OJjarogapsi OoJiblieit
yIeJbHOW MOBEPXHOCTU YaCTUIl KapOUJOB B MOKPHI-
T WC—CrC—Ni (13-3a X MEHBIIINX pa3MEPOB) IS
WX OTHEJeHWs TpU pa3pylleHUuM 1o MX OoJyiee Mpo-
TSKEHHBIM TpaHUIIaM TpeOyeTcs 3aTpaTUTh OOJIbIle
9HEPTUU TIpU BHEITHEM Bo3aeiicTBuU. COOTBETCTBEH-

HO, CHUXXAETCS BEPOSITHOCTH BHIKpAIIUBAHU ST KapOu-
JIOB TIPY KaBUTAIIMOHHOM M3HOCE.

W3 puc. 7 Takke clieqyeT, YTo y MOKpbITUs WC—
CrC—Ni pa3Mmephl 30HBI MOBPEXICHUS U 00pa3ylo-
LM XCS SIMOK CylleCTBEeHHO MeHble, yeM y WC—CoCr.
DTO MOXET OBITH CBSI3aHO HE TOJIBKO C Pa3IUYUSIMU B
MeXaHW3MaX pa3pylIeHus, HO U C MOBLIIIEHHOM TIIa-
ctuyHoCThi0 MOKPbITUSI WC—CrC—Ni BcieacTsue
0oJice BBHICOKOIT OOBEMHOM MOIM METaJJINUYEeCKON Ma-
TPUIIBI B €T0 CTPYKTYDE.

BoiBOAbI

1. CpaBHUTENbHBIE KaBUTAllMOHHBIE WCITHITA-
HUS TI0 pa3paboOTaHHOI aBTOpaMM HOBOM METOIMKE
IIPOBEACHBI ISl METAJJIOKEpaMHYSCKUX ITOKPBITUM,
comepXalux Kapoumsl BoibdpamMa U Xpoma, IOJy-
YEHHBIX METOIOM CBEPX3BYKOBOTO T'a30BO3AYLIHOTO
HamblieHus. [lojlydyeHHBIE pe3yabTaThl ITOKa3allu,
YTO COMPOTUBJIEHUE KaBUTAIIMOHHOM 3PO3UH IMMOKPHI-
™ WC—CrC—Ni npumepHo Ha 15 % Beile, 4eM y
WC—CoCr, HeCMOTpsI Ha TO, YTO Yy TTOKPBITUS C HU-
KeJieM TBEpAOCTh HeMHOro MeHblle, yeM y WC—CoCr
(85090 HV,, 5 mporus 950160 HVj, 5).

2. BepoaTHbBIMUY ITPpUYMHAMHU TOBBIIICHHON KaBU-
TauuoHHOI cToiKocTr MOKPhITUS WC—CrC—Ni gB-
JISTIOTCS CIIeNYIOIIMeE:

— CYILIECTBEHHO MeHbIIee (Ha MOPSIOK) KOJIM-
yecTBO nedekToB (mop) B cpaBHeHuu ¢ WC—CoCr
CHUXaeT BEPOSITHOCTb €ro pa3pylIeHUs IO cXeMe
00BbeqMHEHMS Ie(heKTOB CILUIOIITHOCTH (TI0p), YKe Cy-
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IIECTBYIOIIUX B MOKPBITUU, C MOCIEAYIOIIMM OTPbI-
BOM OTJEJbHbIX YACTUII;

— BCJenCcTBUE 0oJiee BBICOKOH OMCIIEPCHOCTU M,
COOTBETCTBEHHO, OOJbIIEH YAECJIbHOU MOBEPXHOCTHU
yactul KapouaoB B TOKpbITUN WC—CrC—Ni mist ux
OTAEJICHU S MTPU pa3pylIEHUU IO 60s1e€ MPOTAKEHHBIM
TpaHUIlaM TPeOYIOTCS IOBBIIIIEHHBIE 3aTpaThl SHEP-
TMU MIPU BHEITHEM BO3JCHCTBUM.
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BangHue KOHUEHTpPauumn a3oTta B ra30BOM CMeCH
Ha CTPYKTYpY M cBoMcTBa NOKPbITUA Zr—B—(N), nonyyeHHbIXx meTOAOM
BbICOKOMOLLHOIO MMMYNbCHOr0 MarHeTPOHHOr0 pacnblIeHUS

© 2021 r. A.. CbiTyeHko, C.b. Kabunguna, ®.B. Kupioxanues-KopHees

HauunoHanbHbIN nccnenoBaTenbCkuii TexHonormyeckuin yuueepeutet «MUCKC», . Mocksa, Poccus

Crarbs noctynuna B peaakumio 19.04.21 r., popabotana 01.07.21 r., nognucana B neyarb 05.07.21 r.

AHHOTaumua: MeTo40M BbICOKOMOLLHOIMO UMMYIbCHOrO MarHeTpoHHoro pacnbineHns (HIPIMS) 6binn nonyyYeHbl NOKPbLITUS CU-
cTembl Zr-B-N B rasosbix cpepax Ar, Ar + 15%N, 1 N, ¢ ucnonbsosannem CBC-muwienn ZrB,. PacnbiieHne nposoannoch npu
cneaylowmx napameTpax: CpefHss MowHocTb — 1 kBT, nMkoBas mowHocTb — 70 kBT, nukoBbIi Tok — 130 A, yactota — 100 Iy,
ONnTenbHoCcTb uMmnynbca — 200 mkc. Paboyee naBneHve B BakyyMHol kamepe coctasnsano 0,1-0,2 NMa, paccTtosHne mexay noa-
JIOXKOM 1 MULLeHblo — 80 MM, BpeMs 0CaxAeHWs NOKpbITUiA — 40 MuH. B kayecTBe NOANOXEK MCMOIb30BANMCh CTEKIO, KPEMHUN 1
OblcTpopexyLias ctanb. B uenax cpaBHeHns appekTuBHOCTU npouecca HIPIMS nokpbITUs HAHOCUNUCL TakXe MeToA0M MarHe-
TPOHHOrO pacnbeHnsa Ha NOCTossHHOM Toke (DCMS) npu cpepHeli mowHocTn 1 kKBT. CocTaB 1 CTpyKTypa NOKPbITUIA nCcneno-
Ba/ICb METOAAMMN CKaHUPYIOLWEN SNEKTPOHHON MUKPOCKOMUN, ONTUYECKON SMUCCMOHHON CNEKTPOCKONMM TNEOLWEro paspaaa,
CNeKTPOCKONUN KOMOBMHALMOHHOIO pacCcesiHNS CBeTa, MHdPaKpacHOM CNEKTPOCKONMK U peHTreHodasoBoro aHanmsa. N3yyeHsl
MexaHudeckme, Tpnbonornyeckme 1 onTuyeckne CBOMCTBa NOKpbITUA Zr-B—N, a TakXe CTONKOCTb K yAAPHO-ANHAMNYECKUM BO3-
nencTeuaM. Bce nonyyeHHble MOKPLITUS XapakTepru3oBaiUCh MIOTHOM CTPYKTYPOM U OTCYTCTBUEM cToNO4YaThix 3epeH. C nomo-
LLbIO CNEKTPOCKOMMYECKUX CTPYKTYPHBIX MCCNefoBaHuii NOKPbITUA GblN0 BbISIBNIEHO, HTO NPWU OCaXAEeHUN B PeakLMOHHOM cpeae
obpasyeTcsa dasa BN, koTopas oka3blBaET CYLLLECTBEHHOE BAUSIHNE HA MUKPOCTPYKTYPY U XapakTePUCTUKN MNOKPLITUIA. [Toka3aHo,
YTO YBENMYEHME KOHLLEHTPAL MM a30Ta B ra30BOM CMECHK NPU 0CaXAeHNN NOKPbITUI Zr-B—N npnBOANT K NOBLILLEHWIO OMTUYECKOTO
KOaddULMEHTaA NPONyCcKaHUs NOKPbITUI [0 97 %, CTOMKOCTM K LMKANYECKUM YAAPHO-AMHAMMYECKUM Harpy3kam Ha 40 % n cHu-
XEHWI0 Ha4anbHOro koadpuumeHTa TpeHms Ha 60 %. BeigBneHo, 4To MakcuMasbHbiMU TBepAoCTbio (19 MMa) n moaynem ynpyroctiu
(221 I'Ma) obnagaet HepeakLUMOHHOE NOKPbLITHE.
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Effect of nitrogen concentration in a gas mixture on the structure and properties
of Zr—B—(N) coatings obtained by the HIPIMS method
A.D. Sytchenko, S.B. Kabildina, Ph.V. Kiryukhantsev-Korneev
National University of Science and Technology «MISIS», Moscow, Russia
Received 19.04.2021, revised 01.07.2021, accepted for publication 05.07.2021
Abstract: In this work, Zr-B—N coatings were obtained by the method of high-power impulse magnetron sputtering (HIPIMS) in Ar,

Ar + 15%N,, and N, gaseous media using a ZrB, SHS target. Sputtering was carried out at the following parameters: medium power
of 1 kW, peak power of 70 kW, peak current of 130 A, frequency of 100 Hz, pulse duration of 200 us. The working pressure in the
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vacuum chamber was 0.1-0.2 Pa, the distance between the substrate and the target was 80 mm, and the coating deposition time
was 40 minutes. Glass, silicon, and high-speed steel were used as substrates. For comparison with the HIPIMS method, the coatings
were also applied by direct current magnetron sputtering (DCMS) at an average power of 1 kW. The composition and structure
of the coatings were studied by scanning electron microscopy (SEM), glow discharge optical emission spectroscopy (GDOES),
Raman spectroscopy, Fourier-transform infrared spectroscopy (FTIR), and X-ray diffraction (XRD) analysis. The mechanical,
tribological and optical properties of Zr-B—N coatings, as well as resistance to impact dynamic loading, were studied. All coatings
were characterized by a dense structure and the absence of columnar grains. With the help of spectroscopic structural studies
of coatings, it was revealed that during deposition in a reaction medium, the BN phase is formed, which has a significant effect
on the microstructure and characteristics of the coatings. An increase in the nitrogen concentration in the gas mixture during the
deposition of Zr-B-N coatings led to an increase in the optical transmittance of the coatings up to 97 %, resistance to cyclic impact
dynamic loads by 40 %, and a decrease starting value of friction coefficient by 60 %. The non-reactive coating had a maximum

hardness of 19 GPa and an elastic modulus of 221 GPa.

Keywords: HIPIMS, coatings, Zr-B—N, optical properties, mechanical and tribological characteristics.
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BeeneHue

KepamMmueckue Marepuanabl Ha OCHOBe AUOOpHIa
OUPKOHUS NPUMEHSIOTCS MPU ITPOMU3BOACTBE METa-
JIooOpabaThIBaIOIIEro MHCTPYMEHTa, KOMIIOHEHTOB
MUKPO3JIEKTPOHUKH, B a3POKOCMHUUECKON TTPOMBIIII-
JIEHHOCTH W B JIpyrux cdepax 3KOHOMUKM Oiaroma-
psl MOBBIIIEHHO# Temmnepatype maaBiaeHus 3027 °C
[1, 2], HU3KOMY DBJIEKTPUUYECKOMY COIPOTHUBIIEHUIO
4,6 MKOM-cM [3], BBICOKMM IOKAa3aTeJsIM TEPMHUYE-
CKO#l cTaOUABbHOCTU [4] U CTOMKOCTU K OKHUCIIEHUIO
o 1200 °C [5], TBepmoctu Ha ypoBHe 35—45 I'Tla, mo-
nynsg Onra B nuanaszone 350—400 I'lla u ynpyroro
BocctaHoByeHUs 70 % [6]. [TokpeiTus Ha ocHOBe Z1B,
JEMOHCTPHUPYIOT BBICOKUI KOX(DOUIIMEHT IOTJIoIe-
Hus 0,92 u Hu3kuit koadbbunreHt usaydenus 0,11 [7]
1 MOT'YT IMIPUMEHSThHCS B KAYECTBE ONTUYECKUX CITeK-
TpaJbHO-CEJICKTUBHBIX ITOKPHITHIA [§, 9].

YrpaBiagTh MeXaHHIECKUMU, TPUOOIOTNIeCKUMU
1 ONTUYECKMMU CBOMCTBAMM MOKPBITUH ZrB, MoxX-
HO 3a CYeT KOHTPOJHMPYEMOI'0 BBEICHMS B UX COCTaB
aTOMOB a30Ta MPU OCaXIEHNU B peaKIIMOHHOM cpele
WU HEToCpeACTBEeHHO B Marepuaj MuiueHu [10, 11].
H3BecTHO, 94TO 100aBKM a30Ta YBEANYHNBAIOT OIITHYC-
CKHE CBOICTBa MOKPHITU ZrB,: KoadPuuueHT npo-
NnycKaHusT MoxeT pocturath 99—100 % 3a cuyer 00-
pas3oBaHus ¢dasel BN [12]. C BBeneHuem a3ora B ZrB,
BCJIEJICTBUE aMOp(dU3alMU TTOKPHITUSI MTPUOOPETAIOT
HHTepdhepeHIIMOHHbIE 1IBeTa, YTO MO3BOJISIET UX HC-
MOJIL30BATh IJISI IEKOPATUBHBIX 1iesei [13].

bapeepnbiii cinoit Zr—B—N addexkTuBHO OJI0OKU-
pyeT B3auMHY0 AU @Yy310 aTOMOB MU U KPEMHMU S
mpu Temneparypax 10 650 °C, 4To moTeHLMaaIbHO MO-
KeT OBITh MCITOJIb30BAHO B YCTPOMCTBAX MUKPOIJICK-
TpoHUkU [14]. TTokpeiTusgs Zr—B—N npumeHs0TCS
IIPpU pe3aHUU METaJJIOB, MMOCKOJBKY JEMOHCTPUPYIOT
BBICOKYI0O M3HOCOCTOMKOCTh M OTCYTCTBHE CKOJIOB
WU TEPMUYECKUX TPELIMH B MpoLecCce dKCITyaTalluu
[15]. C yBenumueHueM coiep:KaHUs a30Ta TBEPIOCTh
nokpeiTuii Zr—B—N He3HauuTeJIbHO YMEHBIIIAETCS,
OTHAKO YJIYYIIAaeTCsl UX KOPPO3UOHHAsI CTOWKOCTh
[13, 16].

OTMeTHM, 4TO IIPU pa3paboTKe OMMCAHHEIX II0-
KPBITUII HEOOXOMUMO UCCIeAOBaHUE UX TPUOOJIOTU-
YEeCKMX CBOMCTB B pPeXMMaX TPEHUS—CKOJbXCHUS U
yIapHO-IMHAMUYECKOTO HATPYXEHHs, YTO MOICIH-
pyeT B3aMMOJECHCTBUE MOBEPXHOCTU WHCTPYMEHTA C
oOpabaTbiBaeMOil AeTajibl0 M yIapHOE BO3IEHCTBUE
abpasWBHBEIX YacTHUI[ Ha ONTHYECKHE YCTPOMCTBA
(conHeuHbIe OaTapeu, UJTIOMUHATOPBI U AP.).

HaubGonee pacnpocTpaHEHHBIM CIIOCOOOM MONY-
yeHUs TTOKPpbITU Zr—B—N gBIIsIeTCsI MarHeTpOHHOE
pacnbuUieHMe Ha ocTossHHOM Toke (DCMS) [10, 14],
KOTOpoOe 00JiafaeT TaAKMMU IIPEeUMYIIeCTBaMU, KakK:

— HM3Kas MJOTHOCTh AeheKTOB NOKpBITHii [17];

— YHUBEPCAJbHOCTh METOJAa — MOXHO OCaXIaTh

MOKPBHITUS MPAKTUUYECKM Ha JI0Oble MaTepuabl
[18, 19].
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OpHMM U3 TiIaBHBIX HemoctaTkoB DCMS MoXHO
CYMTATh OTHOCHUTEIBbHO HEOOJIBIIYI0 aare3vMOHHYIO
MPOYHOCTH IIOJIYy4aeMBIX ITOKPBITHI, UTO CBS3aHO C
HU3KOW CTENEHbI0O MOHU3ALUM MOTOKA, OOBIYHO HE
npesbimatomneit 1 % [20].

Hcrmonp3oBaHWe METOJAa BBICOKOMOIIHOTO WM-
MyJIbCHOrOo MarHeTpoHHoro pacnbuieHus (HIPIMS)
MO3BOJISECT YIYYIIUTh aAre3UOHHYIO IIPOYHOCTH IMO-
KPBITUI 3a CUET MOBHBIIICHUS IIJIOTHOCTH ILIa3MBI,
MPUBOASIIEH K MIOHU3ALIUU aTOMOB, BBIOMTHIX U3 MU-
LIEHU, U POCTY cTerneHu noHuzauuu noroka [20]. Tex-
Hosoruss HIPIMS Take 3a c4eT MOBBIIICHUS IIJIOT-
HOCTY MOKPBITHI CIIOCOOCTBYET POCTY MEXaHUYECKUX
M TPUOOJIOTMYECKUX XapaKTePUCTHUK, Kapo- U KOPPO-
3MOHHOM cToiikocTH [21—23].

Lenpto paboThl SBASJIOCH MOJYUYEHUE MOKPBITUIA
cuctembl Zr—B—N metogom HIPIMS mnipu Bapsupo-
BaHMU coaepxaHus N, B Ta30Boil cpene, UccieaoBa-
HUE WX CTPYKTYPbI, ONTUYECKUX, MEXaHUUECKUX U
TPUOOJOTMYECKUX XapaKTEPUCTUK, a TaKXkKe CTOMKO-
CTH K YIapHO-TMHAMHWYCCKUM Bo3aeicTBUAM. Kpome
TOrO, OINpenesieHbl MOJOXUTEJbHbIe 3(hGdEKTH MpU
nepexoae ot pexkuma DCMS k HIPIMS.

Matepuansl
M MeTOAbl UCCNnefoBaHUMN

Hanecenue mnokpsiTuit metogom HIPIMS ocy-
IIECTBISAM Ha MOACPHUIUMPOBAHHON YCTaHOBKE
MarHeTPOHHOT'O HAITbIJICHUST Ha 6a3e BaKyyMHOM CH-
crembl YBH-2M (Poccus), B BaKyyMHOII KaMepe KO-
TOPOI YCTAHOBJIEHBI MAarHETPOHBLI U MOHHBIA MCTOY-
HUK IeeBoro Tuma. s pacnblIeHUs TPUMEHSIIN
MulIeHb ZrB,, NoJy4YeHHYI0 METOAOM CaMOpacIpo-
CTPAHSIOIIErocsl BBICOKOTEMIIEPATYPHOTO CHHTE3a
(CBC). IIpouecc nposoauau B Ar (99,9995 %), N,
(99,999 %) u razoBoit cmecu Ar + 15%N, nipu creny-
IOIIMX TTapaMeTpax:

— CpenHss MOIHOCTD 1 KBT;

— NMuKoBast MoliHocTh 70 KBT;

— nukKoBasg cuiaa Toka 130 A;

—yacrtoTa 100 I'x;

— IIATEbHOCTh uMnyabca 200 MKC;

— pabouyee AaBjieHUE B BaKyyMHoil kKamepe 0,1—

0,2 ITa;
— pacCcTOSHHWE MEXIY MOAJOXKOW W MUIIEHBIO
80 MM;

— BpeM S oCaxkAeHUS MOKPBITHH 40 MUH.

Hnsa cpaBHeHUS 3GGOEKTUBHOCTU TEXHOJIOTUIA
Takxe ObIJIM HaHeceHbl MOKPhITUSA MeTomoM DCMS
MpU CIEAYIOLIUX ITapaMeTpax:
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—cunatoka?2A;

— HanpsxeHue 500 B;

— MoOIIHOCTh 1 KBT;

— BpeMs ocaxaeHus 40 MUH.

B kauecTBe MOMJIOXEK MCITOJIb30BaJIM KPEMHUIMA
tuma KO®-4.5 (100) (uccnemoBaHue CTPYKTYpPH U
onpezesieHe MeXaHUUECKUX CBOMCTB), CTEKJIO (OLIeH-
Ka ONTUYCCKUX XapaKTEPUCTUK) U OBICTPOPEKYIIYIO
cranb P18 (Tpubosiornueckue ucnbviTaHus). [logmox-
KM Mepe] HaHeCEeHUEM TTOKPBITUS TIOABEPrajii O4YMCT-
K€ B U30IIPOITMJIOBOM cniupTe Ha yctaHoBke Y3JIH-2T
¢ paboueii yactoroit 22 xI'1q B TeyeHue 3 muH. [lepen
HaHeceHUeM MokpbiTUil MeTogamu HIPIMS u DCMS
B TeueHue 10 MUH MPOBOAUIN TpaBJIeHUE MOMJIOXKEK
MOHAMM aproHa ¢ MMOMOIIIbI0 MIOHHOTO UCTOYHUKA TIPU
ycKopstolieM HanpsixkeHuu 2 KB u Toke 70 MA.

CTpYKTYpHBIE HCCIEIOBAaHUS ITIOKPHITUN OCY-
IIECTBJISIIA C TTIOMOIIIBIO CKAHUPYIOMIEH 3JIeKTPOHHOM
mukpockonuu (COM) Ha komruiekce S-3400N ¢ npu-
craBkoit NORAN 7 1151 3HeproaucrepCuOHHOM CIeK-
tpockonuu (BDAC) mpoussomctBa «Hitachi» (fAmo-
Hus). Ontudeckuit MukpoaHanus (OM) MOBEpXHOCTU
MMOKPBITUI TpoBoauan Ha Mukpockorne AXIOVERT
25CA («Carl Zeiss», [epmanust). DleMeHTHBIN COCTaB
MU3ydaayd METOAOM ONTHYECKOW 3MUCCHOHHOM CITeK-
Tpockonuu Tietomero pazpsaa (O9CTP) na mpubdope
Profiler 2 («Horiba Jobin Yvon», ®panuus). Pentre-
Hoa3oBblit aHau3 (PMA) MOKPBITUIA BBHIIOJHSIIN C
ucnonb3opaHueM CuK,-usiyuyeHus Ha qudpakTome-
Tpe Phaser D2 («Bruker», I'epmanns). CrieKTpbl KOM-
OMHALIMOHHOTO paccessHUs cBeTa OBLIM TOJIyYeHBl Ha
npudope NTEGRA (NT-MDT, Poccust) ¢ KpacHbIM
JazepoM (IJIMHa BOJHBI 633 HM).

HMudpakpacHble CHEKTPOCKOMUYECKUE UCCIIe-
JIOBaHUSI OCYILECTBJISIM B PeXUME OTpaxkKeHUS IOJ
yriom 120° B nuama3oHe v = 400+4000 cm~! Ha Ba-
kyymHoM UHK-cnektpomerpe Vertex 70 («Bruker»).
KoadpduimueHT nponyckaHus onpeneasiii Ha CIeK-
tpodoTomeTrpe KPDK-3 (Poccus) nmpu cpaBHEHUM HC-
CJIElyeMOTO TIOKPBHITHST ¢ HEMOKPBITOM TOMJIOXKKOM B
nuana3oHe IJuH BoJH 350—950 HMm.

s onenku tBepnoctu (H), MOIyIsS yOpyTrocTu
(E), ynpyroro BocctaHoBjeHus1 (W), uHaekca Iuia-
ctuyHocTu (H/E) M CONpOTUBJIEHUS IJIACTUYECKOM
nedopMaiuu pa3pylieHUs (H3/E2) TMOKPBITUI HC-
noJjib3oBain HaHoTBepaomep Nano-Hardness Tester
(«CSM Instruments», IlIBeiiiapus), Harpy3ka Ha UH-
neHTop cocrtaBisia 4 mH. Tpubosornueckue MCITbI-
TaHWs TPOBOIUIINA HAa aBTOMAaTU3UPOBAHHOM MalllnHe
TpeHus Tribometer («CSM Instruments») rmpu ckopo-
ctu 10 cM/c ¥ CIenyIOMNX YCIOBUSIX:

—_ .
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— koHTpresio SUS316 (HepxkaBelolas cTajb) U Ha-

rpy3ka 2H;

— xoHTpTeno 100Cr6 (moamMUIMHUKOBAsE CTalb) 1

Harpy3ka SH.

HcnpiTaHus Ha CTOHKOCTh K ILIUKJIMYECKOMY
yIapHO-IMHAMUYIECKOMY HArPYXEHHIO OCYIIeCTBIIS-
i ¢ noMolbio mpubopa Impact Tester («CemeCon»,
I'epmanus) mpu Harpyskax 100 u 300 H ¢ mocrosiHHOI
yactoroii 50 T'. KonudecTBo ynapoB coCcTaBuiIo 10°.
TeomeTpuueckue pa3mMepsl JOPOKEK M3HOCA U KpaTe-
POB TOCJIe TPUOOJOTUUECKUX M AUHAMUYECKUX UCTIBI-
TaHU# OIEHWBAJIU METOIOM OITHYECKON ITpOdUIIO-
METpUHU ¢ ucroyb3oBaHueM npubdopa WYKO-NT1100
dupmbl «Veeco» (CLLIA).

Pe3ynbTatbl u ux 06cyxaeHune

B Ta6u. 1 npencTaBiieH yCpeqHEHHbII MO TOJIIMHE
MOKPBITUI 3/IeMeHTHBI cocTaB. ComepKaHUSI OCHOB-
HBIX 3JIEMEHTOB 1J1s 00p. I cocTaBisiiu, at.%: 28,9 Zr
n 71,1 B. C yBenuueHueM IapuMajbHOTO HAaBJICHUS
a30Ta KOHLEeHTpauuu Zr u B cHuxanuch Ha 56 u 46 %

Konuenrparus, at.%

a

80 Fe

) B
60-
40-

i Zr
20-

0 0.5 1.0 1.5 2,0 25

Tonmmuua, MKkM

Konuenrpanusi, ar.%

0,10

0,15
TommmHa, MKM

0,20 0,25

B caydae oop. 2u Ha 37 u 82 % nis o6p. 3. CogepKaHue
azora cocTaBuIo 49,5 1 68,8 a1.% niist noKpbITHii 21 3
COOTBETCTBEHHO.

[Mpodunm pacnpeneleHUsT 3JIEMEHTOB 1O TOJIIII-
He MOKPBITUI [—3, ocaxkIeHHBIX Ha MOAJ0XKu P18,
ITOKa3aHHI Ha puc. 1.

BunHo, 4TO Bce 3JeMEHTH paBHOMEPHO pacripe-
JeJeHbI T10 TOJIIMHE MOKPBITUI. TOJIIUHBI U CKO-
pPOCTHU pocTa IOKPHBITHIA, OIpenesieHHBIE TT0 JaHHBIM
OBCTP, cBeaeHbl B Tadj. 1. Habmogaemoe cHUXeHUE
ATUX TOKa3aTeyeil ¢ yBeJIMYeHUEM COAepXKaHUs a30-
Ta B Ta30BOI cpele MOXET OBITH CBSI3aHO C HM3KOM
MOHM3aIMel a30Ta B CpaBHEHU Y C apTOHOM, a TaKKe ¢
oTpaBJieHHMeM MUIIIeHU aToMaMu a3oTa [10, 17].

Cormacio pesyiabratam COM (puc. 2) Bce
HIPIMS-niokpbiTHS 006J1aAaJIu MJIOTHOM CTPYKTYpO
0e3 BhIPaXeHHBIX CTOJ0YATHIX SJIEMEHTOB.

Tonmuna, onpenenenHas nmo COM-mukpodoTo-
rpacdusM MOKPBITUI [—3, MOJYYEHHBIX Ha TOAJIOX-
Kax Si, coctaBuna 0,8 MxM, 1,4 MkM 1 0,5 MKM COOT-
BeTCTBeHHO. OTIN4YMe B UX 3HAUYCHUSAX, IO JAaHHBIM
CHM u OBCTP, MOxXHO OOBICHUTH 00JIee BHICOKOI

Konuenrpanus, at.%

]

80

60 1

404

20+

0 0.5 1.0 1.5 2.0 25

Tonmuza, MKM

Puc. 1. PacnipenesneHue 3J1eMeHTOB
10 TOJIIMHE NOKphITUii I (a), 2 (6), 3 (6)

Fig. 1. GDOES profiles of coatings I (a), 2 (6), 3 ()
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Tabnuua 1. AnemeHTHbI cocTaB 00pa3LOB NOKPLITUI
Table 1. Elemental composition of coating samples

Cocras, at. %
Ne o6p. Cpena TommwHa, MKM CKopocTh pocta, MKM/MUH
Zr B N
1 Ar 28,9 71,1 — 1,6 0,04
2 Ar+ 15%N, 12,5 38,0 49,5 1,5 0,0375
3 N, 18,2 13,0 68.8 0,1 0,0025
a 0 6

Puc. 2. lanabsie COM 1151 TOKPBITHIA, OCaXXIeHHBIX B At (@), At + 15%N, (6) 1 N, (8)
Fig. 2. Cross-section SEM images of coatings / (@), 2 (6) and 3 () deposited in Ar (@), Ar + 15%N, (6) and N, ()

1I€pOXOBATOCThIO TOAJOXKHK P18, BbICOKMMM Ha-
MNPSIKEHUSIMU, OTCJIOCHHEM U TIOBTOPHBIM OCaXJe-
HHUEM IIOKPHITHS B ciiydae Si-TmomiaoXKu. OTMeTHM,
4YTO OOBIYHO MOKPBITUA ZIB,, IoJly4yeHHBIE METOAOM
DCMS, obaagaoT cTOa04YaTOi CTPYKTYPOI, KOTopast
HeraTMBHO BIUSET Ha ux cBoiicTBa [10, 24]. B Hamem
cllyyae KOJIOHHBII pOCT He HabJItoaacs.

AHanu3, NPOBEIECHHBIN C MOMOUIbIO OMTUYECKOMN
MMKPOCKONMHU, ITIOoKa3aj, 4YTO MOKphITUSI Zr—B—N,
paHee ocaxaeHHbIe B pexxume DCMS Ha noay1oxXKu U3
KpeMHUd [25], uMenu y4acTKU OTCJIOCHMSI, YTO CBU-
JIETEIBCTBYET O HU3KOI aATre3MOHHOM ITPOYHOCTH I10-
KpbITUii (puc. 3, a). s o06pasios, MOTyYeHHBIX METO-
nom HIPIMS, Habiionanuch BBICOKAsI CIIJIOUIHOCTh U
HU3Kas 1e(peKTHOCTh MOBEPXHOCTH (puc. 3, 6).

Ha nudpakTorpamMmmax Bcex MOKPBITUI (puc. 4)
MPUCYTCTBOBAJIM MUKW OT KOMIIOHEHTOB MOMJIOXKU
(Fe m WC). O6pase1r, Toy4eHHBIN B cpene Ar, comep-

Puc. 3. Peayabrarel OM 11151 TOKPBITHUS,
MOJIy4eHHOTO B cpexe Ar + 15%N,
B pexkuMax DCMS (a) u HIPIMS (6)

Fig. 3. Microstructure of coating obtained
in the Ar + 15%N, environment by DCMS (a)
and HIPIMS (6)
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I/IHTeHCI/IBHOCTB, OTH. €.
* s o * H * o
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@ [lomnoxka
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20, rpazg

Puc. 4. JludpakTorpaMMbl TOKPBITUH,
ocaxaeHHbIX B Ar (I), Ar + 15%N, (2) u N, (3)

Fig. 4. XRD patterns of coatings deposited in Ar (7),
Ar+15% N, (2) and N, (3)

KaJl rekcaroHaibHylo ¢asy ZrB, (ICDD 034—0423).
Pasmep 3epHa, paccuuTaHHBI o popmyie edas—
IIleppepa 1o camoii maTeHcuBHOM uHMA (001), co-
cTaBUJ 0KOJIO 9 HM. B azoTcomepxkaminx MOKPBITUSIX
nuKoB ZrB, He o0HapyXeHOo, Ha0I10JaJICs TUILIb YIIH-
PEHHBIN MUK B qrana3oHe 20 = 25+35°, KOTOpBIit MOX-
HO OOBSCHUTH MpUCyTCTBUEM amopdHoii da3zbl. OT-
METHUM, YTO JaHHas da3a MOXET XapaKTepU30BaThCS
HanuuueM cBsizeii B—N u Zr—N, NoCcKoJbKY B 3TOM
JNvarna3oHe yIioB 20 HaXoAsTCs JIMHUU MaKCUMallb-
Hoii mHTeHcuBHOCTH a3 BN (ICDD 085—1068) u
ZrN (ICDD 035—0753). Ha peaTreHorpamMmme o6pa3s-
ma 3 MAKOB OT MaTepuaja MOKPBITUS He BBISIBIICHO,
BEPOATHO M3-3a €r0 MaJIOX TOJIIMHBI, COCTABJISAIOIIEH
~100 M. TakuM obOpa3oM, BBelleHUE a30Ta B COCTaB
TMOKPBITUH MPUBEIIO K X aMOpU3AIUN U YMEHBIIIE-
HUIO pa3Mepa 3epHa. AHaJOTUUHBIN 3D deKT Hab10-
nacs B padborax [24, 26, 27].

Ha puc. 5 nmokasaHbl pe3yabTaThl MCCJeIOBaHUM
METOJOM CHEKTPOCKONMUU KOMOMHAIIMOHHOI'O paccesi-
HUA cBeTa. I MOKpHITHI, TTOTyYeHHBIX B cpeaax Ar
u N,, nuku ZrB, 6pl11 pacroloXeHbl B IIOJIOXEHUAX
v ~ 200 1 500—600 cm~" [28]. 15t o6pasua 2 GbLTH 06-
Hapy>KeHbI TUKH 1pu v = 169, 230 1 510 cm~ !, koTopbie
MOXHO OTHECTU Kak K ¢ase ZrB,, tak u K ZrN [29].
VYivpeHHbI MUK, PacoJiOXEeHHbIN B MHTEpBaje Vv =
= 1300+1500 cm~', mokaseiBaeT Hamuuue Ghas3bl HU-
Tpuaa 0opa, MMOCKOJbKY OHA OOBIYHO XapaKTepu3yeT-
cst muKkaMu ipu v = 1200, 1365 u 1381 cm~! [30—32].
B nuanasone v = 800+879 cM~! HabGnogaauchy MUKH,

CBSI3aHHBIEC, MO-BUAMMOMY, C OOpa3zoBaHUeM Gba3bl
B;OHj; [33, 34] B pe3yabTaTe B3aMMOIEHCTBUS OOpCO-
Iepxamux ¢a3 MOKPHITHS ¢ KUCIOPOIOM BO3AyXa U
MmapaMH1 BOIBI HAa MOBEPXHOCTH oOpa3sia. s moKphI-
THA 3 ObIIY OOHAPYKEHBI IUIIb TUKU OT MOJJIOKKH Si
mpu v = 300, 520, 810 u 970 em ! [35—37], uTo 06BsIC-
HSIeTCsI eT0 MaJIoi ToamMHON ~0,1 MKM.

Ha puc. 6 npeacrasienbl pesynbratbl MK-crnekr-
POCKOITUM WCCIEOyeMBIX HOKphITHI. st obpasma 2
HaGoannch ABa muka mpu v ~ 800 u ~1500 cm™,
YTO yKa3biBaeT Ha obOpa3oBaHue cBsaseit B—N [38].
IToCKOMBKY CHEKTPOCKONMNYECKUMHU METOTAMM BHI-
SIBJICHO HaJIMYMe 3THUX CBsI3ell, a Ha AU paKTOrpaM-

VHTEHCUBHOCTD, OTH. €]1.

5
IS i'
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Puc. 5. CrieKTpbl KOMOMHALIMOHHOT'O pacCesTHUS
CBeTa MOKPBITUI

Fig. 5. Raman spectra of coatings

[Toromienue, OTH. €.

' ® BN
- [ ]
0,64
0.4- Ar+ 15%N,
0,24
0- T T T 1
0 1000 2000 3000 4000
vV, M

Puc. 6. Pesynprarel MK-crieKTpocKONUY MOKPHITH I

Fig. 6. Results of FTIR spectroscopy of coatings
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Max IMUKOB OT KpucTajsandeckoro BN o6HapykeHO He
OBILJIO, MOXXHO C/eJaTh BEIBOA 00 aMOop(HOI mpupoae
das3er BN.

HccnenoBanne ONMTHYECKUX XapaKTEPUCTHUK TTOKa-
3aJ10, YTO AJ1s 00pa3LoB / U 2, MOJYYEHHBIX B cpeaax
Aru Ar + 15%N,, ipu nmuHe BOMHBL A = 350 HM 3Ha-
YEeHUST OITUYECKOro Ko3(p@UIIMeHTa IPONMYCKAHUS
cocranisiu 20 %, a ¢ yBeJIMYeHUEM A OHU CHUKAJIUCh
IO 3HAYCHUH, OJM3KUX K HyI0. [TokpeITHEe 3 moKa3a-
JIO CTaOMIBHBIN KO3(DOUIIMEHT MPONyCKaHNS B TH1a-
na3oHe AauH BoJH 350—950 HM: ero cpeaHee 3Haye-
HuUe cocTaBujio 97 %. YcTaHOBJIEHO, YTO MOBBIILIEHNE
KOHIIEHTpAllMM a30Ta IIPU OCaXXICHUU ITOKPHITHIA
cucteMbl Zr—B—N npuBOAUT K POCTY UX ONITUYECKO-
ro ko3¢ duilmeHTa IMPONyCKaHUsI, YTO OOBICHSICTCS
CHU>KEHWEM TOJIIMHEI TOKPBITUS M YBEJTUIEHHUEM CO-
nepxaHnus ¢assl BN, koTopas obiamgaer HeMeTalau-
YeCKNM XapaKTepoM cBsiseii [12, 39].

Pesynbratel HAHOMHIEHTUPOBAHUS U TPUOOJIOTH-
YeCKUX UCTTBITAHU T TOKPBLITUIA CBEAESHBI B TAa0JI. 2.

3nauenust H/Eu H 3/E 2 OIIpeNeIISIIN IS IIPOTHO3U-
pOBaHUS MOBEACHUS TTOKPBITUI B YCIOBUSIX TPEHUSI—
CKOJIbXXEHUS U yIapHO-IMHAMUUECKOTO HarpyKeHU .
OtMmeTuM, 9TO OOpasenl / IOKa3zajl MacKHMaJbHBIC
tBepaocTh (19 I'lla) u momyns ynpyroctu (221 I'lla).
TBepaocTh ¢ BBeIeHUEM a30Ta CHUXajach Ha 47 %,
Moayjip ynpyroctu Ha 37 %, a mapamerpnsl H/E un
H?/E? Ha 15 1 64 % coorBetcTBeHHO. [Ipn 3TOM yIIpy-
roe BOCCTaHOBJICHME IMOBBICHIOCH Ha 80 %. AHajo-
TMYHOE CHUXEHHE MEXaHWYECKMX XapaKTepPUCTUK
HaOomanock B padborax [10, 13, 16], uTo GbLJIO CBI3aHO
¢ obpa3oBaHueM MTKoI amopdHoii ¢a3sl BN B azor-
comepXallnX MOKPBITUSIX.

CpaBHEHHE CBOICTB MOKPBITUH, OCaXXICHHBIX B Ar
no pexumaM DCMS u HIPIMS, noka3zao, 4To B nep-
BOM cllydae TBEpAOCThb 00pa31oB cocTaBuia 22 I'Tla, a
Momyb ynpyroctu — 342 I'Tla, yto BeIire Ha 16 u 55 %
3HAYEHU 1, MoJy4YeHHBIX a8 oopasua / (HIPIMS) [25].
[pu ucnonp3oBanunn DCMS u cpensr Ar + 15%N,

nmeeM H =23 T'Tlaun E = 266 I'Tla, uTo BHIIIIe JaHHBIX
st HIPIMS-niokpeituit Ha 77 1 81 % cooTBEeTCTBEH-
Ho. Takoe OTIMYKMEe MOXHO CBSI3aTh C YMEHBIICHUEM
CKOpOCTH pocTa nokpbiTuii B pexkume HIPIMS, koTo-
poe MPUBOAMUT K CHUXEHUIO BHYTPEHHUX HaIpsixkKe-
HUI 1 TOBHIIICHWIO YPOBHS IIpUMeCel KMcIopoaa 1
asoTa, 4TO, B CBOIO ouYepellh, HETAaTUBHO CKa3bIBAeTCS
Ha MEXaHUYECKUX XapaKTepUCTUKAX.

B Ta6n. 2 mpencTtaBieHBI 3HaUYCHUS HavYaJbHOTI'O
ko3¢ duneHTa TpeHu (|ig) 1151 MOKPBITUH C UCTIOJIb-
3oBaHueM KoHTpTes SUS316 u 100Cr6 nipu Harpyskax
2 u 5 H coorBercBenHo. B ciydae konrprena SUS316
U Harpy3ku 2 H HauvanbHbI KO3hDOULIMEHT TpeHUS
nonjioxku coctasua 0,258. Ilnsg nokpeitug I py =
=0,207. [1pu ucnonv3oBanuu cpenbl N, HabJI104aI0Ch
CHUXXeHMe |, Ha ~60 %. B cnyyae kontprena 100Cr6
u Harpy3ku 5 H ucxonHble KoapGULIMEHTH TpeHUS
nokpeITHit 1 n 3 coctasunu 0,165, 9T0 OIU3KO K g =
= 0,166 nn1a nomnoxku. [TokpeiTHe 2, ocaxaeHHOEe
B Ar + 15%N,, xapakTepu30BaioCh MUHUMATbHBIM
3HayeHueM [, = 0,145. W3 aToro cienyer, 4To caMbIM
HU3KUM K03GGHUIIMEHTOM TPEHUS B KOHTAKTE ¢ KOH-
tpreaamu SUS316 u 100Cr6 o6magaim azoTcomepxKa-
IIHE TIOKPBITUS. DTO MOXET OBITH CBSI3aHO C TEM, UTO
daza BN, Bxoagiiasi B cocTaB MOKPLITUI, MOXET Bbl-
CTyHaTh B poJiv TBepaoi cMa3ku [40].

PesynbraTel ymapHO-ZTUHAMHWYECKUX HCITBITAHUMA
rnokasajiu, 4To npu Huskoi Harpyske 100 H cienon
M3HOCA Ha TOBEPXHOCTU IOKPBITUI HE OOHApyXKU-
Pazpymenne mnoBepXxHOCTU (HUKCHPYETCS
TOJIBKO JJIsl HETIOKPBITOW TMOMJIOXKM (00beM KpaTepa
coctaBiia V= 2,16:10° mxm>). [laHHbIC HcCIeqOBAHMSI
KpaTepoB M3HOCA II0CJIC WCIIBITAHWUI IIpW Harpys3ke
300 H moka3zaHsl Ha puc. 7.

Jlns HepeaKIMOHHOTO MOKPBITUS HaO0I104aJIoCh
XPYIIKOE pa3pylleHre BHYTPHU KpaTepa, Torma Kak s
a30TCo/IepKaIlMX TOKPBHITUI OBIJIO XapaKTepHO CKa-
IUTMBaHUE TTPONYKTOB U3HOCA 10 I'PaHMIIAM 30HbI TPH-
OokoHTakTa. B Tabi1. 3 mpeacTaBiIeHbI Pe3yIbTaThl BbI-

BacTCA.

Tabnuua 2. MexaHuyeckue n Tpubonormyeckme xapakTepucTMkm 00pasLoB NOKPbITHI

Table 2. Mechanical and tribological properties of coating samples

MexaHnuyeckye CBOMCTBa Tpuboaornueckue cBOCTBA
Ne o0p. Cpena Mo
H,TMa | E, ITa W, % H/E H3/E?, TTla
SUS316 100Cr6
1 Ar 19 221 41 0,085 0,14 0,207 0,165
2 Ar+ 15%N, 13 147 64 0,088 0,10 0,212 0,145
3 N, 10 139 74 0,072 0,05 0,085 0,165
Powder Metallurgy and Functional Coatings = 2021 = Vol 15 = Ne3 77
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Puc. 7. U306pakeHUsT KpaTepOB M3HOCA, TTOJYYCHHBIE METOIOM ONITUYECKOM IMTPODUIOMETPUH,

nist oopasuos I (a), 2 (6), 3 (6) v TOAIOXKU (2)

Fig. 7. 3D profiles of craters for coatings / (a), 2 (6), 3 (6) and substrate (e)

Tabnuua 3. PeaynbTathbl yaapHO-AUHAMUYECKUX
McnbiTaHWit 00pa3L0B NOKPbITUN

Table 3. Results obtained in the dynamic impact tests
of coating samples

Ne D, B, V1073,
Cpema 3
o0p. MKM MKM MKM
1 Ar 2,63 400 54,1
2 Ar + 15%N, 2,50 350 49,0
3 N, 1,85 250 26,9

qucaeHUS MUpUHBI (B), TmyouHs! (D) 1 00beMOB Kpa-
TepoB (V) noclie ynapHO-AMHAMUYECKUX UCITBITAaHUM
npu Harpyske 300 H.

MoOXXHO caenaTh BBIBOM, UTO BBEACHHME a30Ta CIIO-
COOCTBYET POCTY CTOMKOCTU K yHapHO-TMHaMHW4Ye-
CKUM BozaeicTBUSIM Ha 50 %. AHaJOTMYHbBIE Pe3yJib-
TaThl OT JOOABKM a30Ta OBIJIM MOJIYYeHHI B cTaThe [41]
Jutst okpbITUii Ti—B—N. ITomoxuTenbHbie 3¢ heKThI
OT BBEIEHMS a30Ta MOTYT ObITb OOBSICHEHBI MOBBI-
IIEHWEM TPEIIMHOCTONKOCTH U BSI3KOCTU MOKPBITHIA
[42]. OT™MeTuM, 4TO 00BEM KpaTepa MOAJOXKU (V =
= 141,710° MKM3) B 2,6, 2,9 1 5,3 pa3a BbIllle 3HAYCHU,
TOJIYYCHHBIX ISl IOKPBITUH I, 21 3 COOTBETCTBEHHO.

3aknoyeHume

TMokpbiTus cuctembl Zr—B—N, nojyuyeHHble Me-
tongoM HIPIMS, oGnaganu mjioTHON CTPYKTypou 0e3
BbIpaXk€HHBIX CTOJ0YAThIX 2JIEMEHTOB. BBeneHue a3zo-

Ta B COCTaB MOKPHITUI IIPUBEJIO K CHIKCHHIO pa3Mepa
3epHa (a3sbl h-Z1B, u aMophr3aLiMy TOKPBITUIA.

MeTogamMu CHEKTPOCKONMUM KOMOMHAIIMOHHOIO
paccesTHUS cBeTa M MHPpPaKpacHO# CIIeKTPOCKOITU U
YCTAHOBJIEHO, UTO TIPU OCAXJIEHWM B a30TCOIEp-
Xamieit cpeme obpasyerca ¢asza BN, koropas He-
CKOJIBKO CHMXXAaeT MeXaHMYECKHNEe XapaKTepPUCTUKH,
HO TOJIOXUTEJIbHO BJIMSET Ha TPUOOJOTMYECKUE U
ONTHUYECKHNE CBOMCTBA MOKPBITUM. s HepeaKlIu-
OHHBIX MOKPBITUI TBepAocTh cocTaBmuia 19 I'Tla, a
Monyab ynpyroctu — 221 I'lla. C BBeneHueM a3oTa
3TH XapaKTEepUCTUKU cHUKatoTcd Ha 47 u 37 % co-
OTBETCTBEHHO.

[MoBbIIEHMEe KOHIIEHTPAIIMK a30Ta ITPUBEJIO K pOC-
Ty OINTUYECKOTO KO3(GUIIMEeHTa IPOITYCKaHMUS II0-
KpbITHii 10 97 % B nuarasone AarH BoaH 350—950 HM.

IIpu ocaxxneHuu NokpelTuii B cpene N, Habmona-
JIOCh CHUXKEHUE HayaJbHOT0 KO3 @ULIMEHTa TPEH U
Ha ~60 % mpu UCIOJb30BAHMM KOHTPTEIA U3 CTAIU
SUS316. YnapHO-IMHAMUYECKHUE MCIBITAHUS IOKa-
3aJI1 POCT U3HOCOCTOMKOCTH Ha 50 % npu BBEAECHUU
a30Ta B cOcTaB MOKPHITHIA. [1IOKpBITHS, TTOJTydeHHBIE
metonoM HIPIMS, obGnamanu sydiiein aare3uOHHON
MPOYHOCTBHIO MO CpaBHEHUIO C oOpas3liaMu Mociie
DCMS.

Paboma evinosnena npu gpurancosoii noddepaicke
Poccuiickoeo gponoa ghyndamenmansHoix ucciredo8anuii
(npoexm Ne 19-08-00187).

Asmopet npusnamensiol unxcenepy HUJI «Heopeanuueckue
nanomamepuanvs HUTY «<MUCuC» U .H. Boaxosy 3a nomoup
6 NPoBedeHUlU CHeKMPOCKONUMECKUX UCCAeA08AHUIL.
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