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MonyuyeHne kepaMumkm ns Kapbupa 6opa
c pobaBkamu Ha ocHose xpoMa (Cr,C,, CrB,)

0. 3. Bacunbesa®, II. B. IloBanses, A. A. Kysnenosa, A. f. ITak

HannonanpHblii uccienoBareabckuii Tomckuii moauTexHnyecKuii yHUBepPCUTET
Poccus, 634050, r. Tomck, np-t Jlenuna, 30

& yzvl@tpu.ru

AHnHoTayms. IlpencraBieHbl pe3ysbTaThl HCCIIENOBAHMS MPOLECCA HCKPOBOIO IUIA3MEHHOTO CIIEKaHUsl MOPOIIKOB CHCTEMBI
«0op—yIIepojI-XpoM», a HMEHHO KapOuoB Oopa M Xpoma, a Takke audopujaa xpoma. Cunres nopomkos (B,C, CrB, u Cr,C,)
JUTSL CTIEKaHUsI OCYILECTBISUICS C MCIOIb30BAHHEM OPUTMHAIBHOTO Oe3BaKyyMHOTO AJIEKTPOIYTOBOIO PEakTopa MOCTOSHHOTO TOKa
[P JUTUTEIBHOCTH 00pabOTKH HCXOAHON CMECH ITOPOIIKOB BO3/IEHCTBHEM AyroBoro paspsiaa 60 ¢ u cuiie Toka, yCTAHOBICHHON Ha
HCTOYHHKE TOCTOsIHHOTO Toka, 200 A. Criekanne 00beMHBIX 00pa3loB Ha ocHoBe kapbua 6opa (B,C) n nubopuma xpoma (CrB,)
MIPOBOAMIIOCH TIPH OJMHAKOBBIX MapameTpax — Temmeparype ¢ = 1800 °C u naBnennn P = 60 MIla, a cnekanne KepamMu4eckoro
obpasua Ha ocHose kapbuma xpoma (Cr,C,) — npu ¢ = 1300 °C n P = 30 MlIla. Taxoke B npouecce crnekanns 0ObeMHBIX 00pa3IoB
Ha 0CHOBE KapOujia 6opa B psjie ClydaeB NPUMEHSIIMCH criekaromue nobaBku — 25 mac. % Cr,C, n 20 mac. % CrB,. ITocpenctsom
PEHTTEHOBCKOW AnQpakToMeTpun ObIT M3ydeH (pa3oBBI COCTaB CHEUEHHBIX 00pa3moB. MUKPOCTPYKTYpPY M EMEHTHBIH COCTaB
MOTyYEeHHBIX 00Pa3I0B ONPEAEIISIIN C IIOMOIIBIO PACTPOBOI HMEKTPOHHON MUKPOCKONUH. TBEPAOCTH CIIEYEHHON KEPAMHUKH OIICHH-
BaJIM C WCIIONB30BAaHMEM TBEpAOMEpa C HAKOHEUHHKOM BuKKepca mpm Manoil Harpyske B | KI' — yCTAHOBIECHO, YTO TBEPAOCTh
obpasma B,C cocrasnser 22,7 & 1,8 T'Tla, CrB, — 12,6 + 0,3 I'Tla, Cr,C, — 11,4 £ 0,1 I'Tla. Beenenne cnekaromeii 106aBku B BUIE
25 mac. % Cr,C, mpu monyvennn kepamuky Ha ocHose B,C mpuBeno k cHmwkenuto teepaoctu 1o 17,7 + 5,6 I'Tla, onnaxo Habmo-
JIAJIOCh TIOBBINIEHUE TPEIMHOCTONKOCTH TOTy4eHHOoro obpasua ¢ 2,5 +0,2 1o 3,3 + 0,3 MIla-m"2. Jlo6aBka 20 mac. % CrB2 npu
cnekannu B,C mo3Bonusia yBenmMuUTL TBEPIOCTh 00beMHOTO 0Opasna ¢ 22,7 + 1,8 mo 26,8 + 1,3 T'Tla.

Knioyessie cnosa: xomnosuimonHas kepamuka, B,C, CrB,, Cr,C,, Ge3BakyyMHbIH 31EKTPOAYTroBOii METOM, MCKPOBOE ILIa3MEHHOE
CIIeKaHKe, TBEPIAOCTD

BnaropgapHocTy: PaboTa BhINONIHEHA NP (PMHAHCOBOM Mo iepkke MUHHCTepCTBa HAYKH ¥ BbIcIIero oopaszosanus Poccuiickoii denepa-
1 (mpoekt Ne FSWW-2023-0011).

Ana yntnposaumsa: Bacunsesa 10.3., [Tosanses I1.B., Kyznenosa A.A., ITax A 4. ITomydyenne kepamukn u3 kapouma dopa ¢ 1o0aBKka-
mu Ha ocHoge xpoma (Cr,C,, CrB,). Hseecmus ey3o06. llopowkosas memaniypaus u gpyrxyuonanvole noxpvimus. 2025;19(3):5-14.
https://doi.org/10.17073/1997-308X-2025-3-5-14

Obtaining ceramics from boron carbide
with chromium-based additives (Cr,C,, CrB,)

Yu. Z. Vassilyeva®, P. V. Povalyaev, A. A. Kuznetsova, A. Ya. Pak

National Research Tomsk Polytechnic University
30 Lenin Prosp., Tomsk 634050, Russia

&) yzvi@tpu.ru

Abstract. This study presents the results of spark plasma sintering of powders within the boron—carbon—chromium system, focusing
on boron carbide (B,C), chromium carbide (Cr,C,), and chromium diboride (CrB,). The powders were synthesized using the
original vacuum-free direct current arc reactor, where the starting powder mixture was exposed to an arc discharge for 60 s under
a direct current of 200 A. Bulk samples based on B,C and CrB, were sintered under identical conditions, with a temperature
of 1800 °C and a pressure of 60 MPa, while the sintering of Cr,C,-based ceramics was conducted at 1300 °C and 30 MPa. In
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some cases, sintering additives — 25 wt. % Cr,C, and 20 wt. % CrB, — were introduced during the sintering of B,C-based bulk
samples. The phase composition of the sintered samples was analyzed using X-ray diffraction (XRD), while the microstructure
and elemental composition were examined via scanning electron microscopy (SEM). The hardness of the sintered ceramics was
measured using a Vickers indenter under a load of 1 kg, revealing hardness values of 22.7 + 1.8 GPa for B,C, 12.6 + 0.3 GPa
for CrB,, and 11.4£0.1 GPa for Cr,C,. The introduction of 25 wt. % Cr,C, as a sintering additive in B,C-based ceramics
reduced the hardness to 17.7 + 5.6 GPa; however, it significantly improved the fracture toughness, increasing it from 2.5 £ 0.2
to 3.3 + 0.3 MPa-m'”. Conversely, the addition of 20 wt. % CrB, during B,C sintering led to an increase in the bulk sample’s hard-

ness from 22.7 + 1.8 GPa to 26.8 + 1.3 GPa.
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BsepeHue

Kap6un 6opa (B,C) — 10 omun u3 Hanbonee mepe-
MIEKTUBHBIX CBEPXTBEPBIX MaTepUAIIOB B CBOEM Kilacce,
CTaBIIMI IMTUPOKO HM3BECTHBIM OJIaromaps CBOMM YHH-
KaJTbHBIM CBOWCTBaM, — HalpUMEp, BBICOKAS TEMIIe-
parypa IuiaBicHUS (B COOTBETCTBHU C JHArPAMMOM
coctostHAA KapOuma Oopa ~2450 °C), TepMocTaOHIIh-
HocTh [1]. Kepamuka, crieueHHast Ha OCHOBe KapOujaa
Oopa, obmamaeT BEICOKOW TBepAocThio (~29 I'Tla) mpu
OTHOCHMTENBHO HH3KOH 1miotHocTH (2,52 r/em®) [2].
CBolicTBa JaHHOTO MaTepuaa 00yCIOBIUBAIOT €TO PH-
MEHEHHUE TpPU HM3TOTOBICHUH OTHEYMOPHBIX H3ICIHH,
MIPOM3BOJICTBE a0Pa3UBHBIX MATCPHATIOB U aOCOPOCHTOB
HEUTPOHHOTO M3JIyueHUs [1], MOKPBITHI Ha PEXYLIUX
WHCTpYMEHTaX [3] M CpelCTB 3aIIUThl OT OATUCTHYEC-
KHUX cHapsiioB [4].

[oBpImIeHNE XapaKTEPUCTHK KEPaMUYECKUX H3JIe-
JIUA U3 B4C BO3MOJKHO ITyTE€M BBEICHHS CIIEKAIOIINX
no00aBok. CyIlIecTBYeT MHOXECTBO HCCIEIOBAaHUHN MO
BIIHMSTHUIO TOOABOK Ha MEXaHHYECKHE CBOMCTBA TOTOBOU
KepaMHUKH Ha OCHOBe kapOuma Oopa. B pabGorax [5-8]
TOBOPHUTCSI O BO3MOXKHOCTH YJIyYIICHUSI CBOHCTB Kepa-
MUKA Ha OCHOBE KapOwjga Oopa myTeM J00aBICHHS
KapOuI0B, OOpHIOB KpeMHMA M Xpoma. Hampumep,
B paboTe [6] moka3aHo, 4TO MPH A00aBICHUH CIICKAIOIICH
no6asku Cr,C, B B,C 3aMeTHO yBeIMIHMBAETCSA CKOPOCTh
yCaJlKi TIPU TOCTATOYHO BBICOKOM OTHOCHTENBHOM IIIOT-
HocTH (110 95 %) u npouHocTu Ha u3ruod (10 440 Mlla).
N3 paHee omyOIMKOBaHHBIX  HMCCIEIOBATEIBCKUX
pabot [5; 9] ycraHOBIEHO, YTO BBEJECHHE CIIEKAIOLICH
00aBKH B BUIE ANOOPHIA XPOMA MOYKET YIyqIIaTh MeXa-
HUYECKHE CBOWCTBA KEPAMHUKH Ha OCHOBE KapOuja Oopa.
B wuccnenoBanuu [5] mobaBieHue criekaromieit 100aBKu
CrB, B komuuectBe 20 MOI. % MOBBIIAET BA3KOCTH
paspylueHust Cre4eHHON Kepamuku 10 3,5 MIla-m!?
rpu nipouHoctr Ha m3rud 630 MIla. B cBoro ouepens,
B pabore [9] 6611 noy4en komnosut B,C-10 mom.%CrB,
C BA3KOCTHIO paspymienus 5,25 MIla-m'"? (6e3 no6aBok —
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4,33 MIla-m"?) u 3nauenuem mukporepaoctu 37,1 T'Tla
(6e3 nobasok — 35,5 I'Tla).

K ocHOBHBIM MeTOnmaM monmydeHus kKapOuja Oopa
OTHOCATCSI  KapOOTepMHUUECKOE BOCCTAHOBICHHE U3
okcuyia 6opa [2; 10], camopacrpoCcTpaHSIOIIUICS BHICOKO-
TemneparypHeiii cunte3 [11; 12], mexanudeckasi akTu-
BallMsl C MOCJEAYIONIeH TepMuieckord o0padoTkor [13]
u ap. [lepCcrieKTBHBIM METOIOM IMONydYeHHUS KapOUIoB
SIBJIICTCSL HNIEKTPOAYTOBOM METOJ CHHTE3a MaTepHajoB,
MIO3BOJIAIONINN JOCTHYh BBICOKHX TEMIIEPATyp B ILIHPO-
KOM JIMara3oHe IMPHU BBICOKMX CKOPOCTSIX Harpema [14].
B mpeapiaymmx ucciemoBaHUsAX aBTOPOB ObLIa ITOKa3aHa
BO3MOXKHOCTD IMONY4YEeHUsI KapOuaa 6opa Oe3BaKyyMHBIM
ANIEKTPOAYTOBBIM METOIOM C HCIIONB30BAHUEM TOPU30H-
TaNbHOIM CXEMBI pa3psAHOrO KOHTypa. s peanu3anuu
mporecca CHHTE3a MATepUajioB IAHHBIM METOAOM He
TpeOyeTcsl MPOBEICHHE JOMOTHUTEIBHBIX MEPOIPHUSITHIA
IO CO3IAHHIO HHEPTHOM CPEIbl B 30HE PEaKIUH, a TAKKEe
obecrieueHNE TEePMETUYHOCTH PEAKIHOHHONW —KaMephl
BBHUJTy BO3MOKHOCTH Pa0OTHI 0€3BaKyyMHOTO 3JIEKTPOMIY-
TOBOTO PEaKTOpa B aTMOc(epe BO3AyXa, YTO 3HAYUTEITHHO
YIPOIIAeT KOHCTPYKIUIO AYTOBOTO PEaKTOPa U MO3BOJISIET
COKpPATUTh MPOJIOIDKUTEIIBHOCTH paboyero mukia [15].

e HacToOsIIEH pabOTHI — UCCIEIOBAHHE IpoIIecca
MOJTYYCHHUsI TOPOIIKOBBIX MaTepUaoB KapOuja Oopa,
a Taxke audopuaa W KapOWga Xpoma MeToioM 0Oe3Ba-
KyYMHOTO 3JICKTPOIYTOBOTO CHHTE3a C MOCICAYIOMINM
CIIEKaHHEM IIOyYCHHBIX ITOPOIIKOB. BaKHBIM acriek-
TOM JaHHON Pa0OTHI SBISCTCS M3yUYCHUE MEXaHUIECKUX
CBOMCTB TTOJTy4aeMBIX KepaMHICCKHX 00pa3IoB 1 UCCiIe-
JIOBAaHME BINSHHS CHEKAIONIMX 100aBOK B BHJE COCIH-
nennit CrB, n Cr,C, Ha MexaHHYeCKHE CBOWCTBA Kepa-
MHUYECKUX KOMIIO3MIIMOHHBIX MaTE€pHajoB Ha OCHOBE
kapbuna 6opa B,C.

MaTepuanbl 1 MeTOAbI UCCNNEAOBAHUN

Cunres nopouikos (B,C, Cr,C,, CrB,) mns cniexanust
MIPOBOAMIICS O€3BaKYyMHBIM 3JEKTPOIYTOBBIM METOIOM
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Ha OPUTMHAIBHOM PEaKTOpe C MOACPHU3HUPOBAHHOM
KoH(uUrypanueii pa3psIHOTO KOHTYpPa; MPUHIUIHAIb-
Has cXeMa peakTopa U Ipolecc MOIydYeHUs] MaTepHuasoB
C WX XapaKkTepUCTUKaMHU MPUBEACHBI B paboTax [16—18].
JlaHHBIA PEaKkTOp OCHAIIEH MCTOYHHUKOM MOCTOSHHOTO
toka (UIIT) ¢ nuama3oHoM perynupoBaHusi Toka ot 20
1o 220 A. Orpunarensusiii BeiBog UIIT moaxmrouasncs
K QJIIOMUHUEBOW MJIACTHHE C OTBEPCTHSIMH TOJ YCTa-
HOBKY TpaUTOBBIX THIJICH, a TOJIOKHUTEIBHBIN BBIBOI
UIIT — x cTaiapHOl TUjb3€, PACHOIIOKEHHOW BEpTHU-
KaJbHO HaJ aIIOMUHHEBOW IUIaCTUHOW. McxomHble
MOPOIIKH Pa3MEINANNCh B TIOJIOCTH THIVIA U 3aKpHIBa-
much TpaduToBOl Kpbimkod. [locpeacTBoM KoHTakTa
ANIEKTPO/Ia U KPBIIIKU TPaUTOBOTO TUIIIS MPOUCXOIMIIO
WHUIIMMPOBAHUE JTYTOBOTO paspsjaa. [opeHue nyroBoro
paspsiaa TONACPKUBANIOCH B TEUCHHE 3aJaHHOTO BpeE-
MEHH, 0 HCTEYCHHH KOTOPOTO IPOIECC IMPEepHIBAJICS.
B tabn. 1 npeacrasieHbl mapamMeTpsl pabOThl TyTOBOTO
peakTopa Ipu CUHTE3€ YKa3aHHBIX MaTePHAIIOB.

Criekanue KepamMH4YecKux O0Opas3IoB OCYIIECTBIIS-
JI0Ch METOZIOM UCKpOBOTO Tu1azMeHHoro cnekanus (UI1C,
anr1. — SPS) na ycranoBke GT Advances Technologies
SPS 10-4. [Ipu W3roTOBJICHWH OOBEMHOTO KepamHuec-
KOro 00pasia B BaKyyMe IIPOM3BOIMIOCH OTHOBPEMEH-
HOE MPECCOBAHKE U CTICKaHKUE TIOPOIIKOBOTO Marepuara.
[IpoBeneno crexkanue 5 0OBEMHBIX OOPA3IOB IHJIUH-
npuyeckoit GopMmbl ¢ auameTpoM 12,7 MM B BBICOTOM
3 MM TIpU TIapaMeTpax CICKaHUs, BBIOPAHHBIX COINIACHO
JMUTEPaTypHBIM AaHHBIM M YKa3aHHBIX B TaOI. 2. beumm
crieueHbl TaOJIETKN M3 MTOPOIIKOB KapOumaa 60pa, a Takxke
kapOuja Oopa ¢ qo0aBieHuEM KapOua Xxpoma u Ju0o-
puna xpoma. Ilepen cmekanuem o0beMHOro obOpasma
KaX/IOTO COCTaBa BBIMONHAJIOCH H3MENIBICHUE HCXO-
HOTO ITOPOIIKA/CMECH MOPOIIKOB B IIAPOBOI MENbHUIIC
B TEUCHHWE 5 MHH B pa3MOJILHOM CTakaHe M3 KapOuma
BOJIb(hpama.

Pentrenodasonsriii ananms (POA) mpomyKToB cHHTE3a
W CIEKaHUs OCYIIECTBIISIICS METOIOM PEHTI€HOBCKOM
IU(GPAKTOMETPUHA C TOMOIIbIO PEHTTEHOBCKOTO -
paktomerpa Shimadzu XRD 7000 ¢ CuK ,-uznydennem
(L=1,54060 A). Mopdonornio  MHKPOpPa3MEPHBIX
00BEKTOB B COCTaBE IMPOMYKTOB CHHTE3a U CIICKaHMS
OIICHUMBAJIM HA PACTPOBOM DIIEKTPOHHOM MHKPOCKOTIC
Tescan Vega 3 SBU c¢ mpucraBkoii Oxford X-Max 50
JUISL DHEPrOJUCIIEPCHOHHON PEHTTEHOBCKOM CIIEKTPO-

ckormun  (DJIC) ¢ Si/Li-KpuUCTaIIIMYECKUM  JIETEKTO-
poM. IIpocBeunBaOLIyI0 JIEKTPOHHYIO MHUKPOCKOIHIO
(IT9M) mpoBoOIWIM C KCIOIB30BAaHHEM IPOCBEYHBAIO-
mero anekrponHoro mukpockona JEOL JEM 2100F,
ocHaienHoro npuctaskoit EX-24063JGT nns 3/1C.

g monmy4yeHHbIX KepaMHU4ecKuX o0pas3loB Oblia
W3MEpEeHa IUIOTHOCTh THAPOCTATHYECKHM METOIOM
Ha CIELUaIbHOW NPUCTaBKE K aHAJUTHYECKUM Becam
HR-250AZ (A&D Company) B AMCTHIITUPOBAHHOM
Boze. TBepAOCTh CIIEUEHHOM KepaMHMKH OLICHHUBAJIH
¢ nomomnipio TBepaomepa Pruftechnik KB-30S ¢ nako-
HeuHUKOM Bukkepca npu Manoi Harpyske B 1 KL
TpemruHOCTONKOCTh OOBEMHBIX 00PAa3IOB OIMpPEICIIsITH
METO/IOM MHEHTUPOBAHUS IIPU U3MEPEHUU IO CHUMKaM
AIIEKTPOHHOW MUKPOCKOIIHH JUTMHBI TPEIIIUH, UCXOSAIINX
13 OCHOBaHUS MUpaMuIbl Bukkepca u c(opMUpoBaHHBIX
B pe3yJIbTaTe BO3AEHCTBYS HArpy3ku | Kr Ha TBeproMepe
Pruftechnik KB-30S.

PesynbTaTbl UccnegoBaHus
U ux obcyxpeHue

Penrtrenogazoseiii ananmm3 (puc. 1) CHHTE3HMpPOBaH-
HOTO TMOpOIKa TOATBEPXKAaeT oOpa3oBaHue KapOuja
oopa B,C (JCPDS Ne 35-798, npocTpaHcTBEeHHas rpyria
R-3m, poM0OosapHuyecKasi CHHTOHHS) B pe3yJbTare BO3-
JeMCTBUS TEIJIOBOTO MOJISt [yTOBOTO pa3psiaa, MHULIUUPO-
BaHHOTO B BO3/IyXe MPH HOPMAIILHOM arMoc(epHOM JlaB-
nenuu, cuiie Toka 200 A 1 JUIMTeTbHOCTH BO3AEHCTBUS Ha
cMmech Oopa u yriepoza B Teuerue 60 ¢. CTOUT OTMETHTh
MIPUCYTCTBUE CIICIOB UCXOTHOTO OOpa Ha KAPTHHE PEHTIe-
HOBCKOW JU(PaKIUK, O YeM CBHICTEIBCTBYET IIUPOKAS
nuHMA (Tajo) ¢ ynoBoi mupuHoi 20 = 10+20°. Takxke
B 00pasue naeHTHUIUpyeTcs TUPPAKIMOHHBII MaKCH-
MyM Ha 20 ~ 26,1°, npuHaanexanuii Gpasze rpadura.

JomomHutenbHO Ha puc. | NpUBENEHBl KAPTHHBI
PCHTTCHOBCKON an(pakuuy Uisi MOPOIIKOB KapOuoa
n nuoopuga xpoma. CorTacHO PEHTICHOBCKUM JTU(-
pakTorpaMmmam, MOJYYCHHBIN MOPOILIOK KapOuaa Xxpoma
npencTaeien kpucrammueckod daszoi Cr,C, (JCPDS
35-0804, opropoMOHUeckas CTPYKTypa), TMOPOIIOK
nubopuna xpoma — dasoit CrB, (JCPDS 34-369, rekca-
TOHAJIbHASI CTPYKTYPA).

HccnenoBanne MOp(HOIOrHIECKOTO COCTaBa CHH-
TE3UPOBAHHOI0 TOpOIIKa Kapouaa Oopa ObUIO BBINOI-

Tabnmya 1. [lapamMeTpsl CHHTE3a MOPOIIKOBBIX MATEPHAJIOB

Table 1. Parameters of synthesis of powder materials

AtomapHuoe Cuna | JlnuTenbHOCTH MOAAEPKAHUS KonmuectBo
Marepuan
COOTHOILEHUE | TOKa, A JYTOBOT'O pa3psja, ¢ SHepruu, KBt u
B,C[16] 4,00:1,00 0,061
Cr,C, [17] 3,00:2,45 200 60 0,067
CrB, [18] 1,00:2,55 0,064
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m B,C
A CrB,
~ ¢ Cr,C,

>

MHTeHCcuBHOCTE

20, rpan

Puc. 1. TunnyHble KAPTHHBI PEHTTCHOBCKOW AU PaKIUI
CUHTE3MpOBaHHbIX nopomkos CrB,, Cr,C, u B,C

1 — nubopun xpoma, 2 — kapou xpoma, 3 — kapouza 6opa
Fig. 1. Typical X-ray diffraction patterns
of the synthesized CrB,, Cr,C, and B,C powders

1 — chromium diboride, 2 — chromium carbide, 3 — boron carbide

HEHO METO/IOM PacTpOBOM JEKTPOHHON MHKPOCKOIHH.
Ha puc. 2 npusenen tunuunsiii POM-cHUMOK.
HoBooOpa3oBanHbIe 9acTUIBI kKapOuga O6opa mpen-
CTaBJICHBI arJIOMEpaTaMy ¢ MIMPOKUM PaCHpeacICHIEM
o pazmepam ot ~100 mo ~500 MKM C MakCUMyMOM
pacnpenenenuss 100—150 mxm  (puc. 2, a, BcTaBka).
CornacHo 3J€MEHTHOMY aHaju3y, TUIHYHbIE YaCTHULBI
cojiepkar B coctaBe atombl Oopa (78,93 at. %) u yrie-
pona (21,07 at. %), COOTHOILIEHUE KOTOPBIX COOTBETCT-
ByET CTexuomeTpuu kapbuma 6opa B,C, kotopas panee
ObuTa onpezencHa mo pesyapratam POA. B oOpasiax

- €
0 010 015 020 03 Bop
Pasitep 4 VYrepon 21,07 arr %

Puc. 2. Tunu4HbIi CHUMOK PacTPOBOM NIEKTPOHHON
MHKPOCKONIHHU 00pa3na kapbuaa 6opa B pe’KUMax BTOPUYHBIX (a)
1 00paTHO-paccessHHbBIX (0) YEKTPOHOB

Fig. 2. Typical scanning electron microscopy images
of the boron carbide sample in secondary electron mode (a)
and backscattered electron mode (4)

TaKkkKe WACHTUDUIIPYETCS HEOOIBIIOE KOJTMYECTBO MPH-
Mecei (e 6oinee 2,0 at. %).

Ha puc. 3 mokaszansl pe3ynbTarbl MPOCBEUUBAIOIICH
ANIEKTPOHHONH MHUKPOCKOIUU HAHOPA3MEPHOH (PpakIuu
CHUHTE3MPOBAaHHOIO Topomka kapbuma 6opa B,C. Kax
BUIHO, HOBOOOPA30BaHHBIC YACTHUIIBI XapaKTCPH3YIOTCS
MpU3HAKaM{ OTPAaHKH M PACIpECICHHEM pa3MepoB
or 200 mo 700 M, mpemmymiectBeHHO 400-500 HM.
Ha xapTtune >nekTpoHHON nudpakuuu (puc. 3, 8) HIeH-
THQUIUPYIOTCS MEXKIUIOCKOCTHBIC paccTosHus: 3,80,
1,89, 1,71, 1,62 1,40, 1,32, 1,31, 1,26, 1,21 A, xotopsie
B MpeAeiax IOMYCTHMBIX IIOTPEIIHOCTEH COOTBETCT-
BYIOT 3TAJIOHHBIM MEKIUIOCKOCTHBIM PACCTOSHHSM (ha3bl
kapbuna 6opa B,C (JCPDS 35-798, PDF-4+), u mex-
IJI0CKOCTHEIE paccTosiaus 2,34 u 2,09 A, kotopele B Tipe-
Jenax JOMyCTUMBIX IIOTPEIIHOCTEH COOTBETCTBYIOT
STajoHHbIM 11 (hasel kapbuma Gopa B,C, (JCPDS
71-108, PDF-4+). UnentudunuposanHas ¢asza kapouaa
6opa B,,C, npexncrasnser cO00H pasHOBUIHOCTD (asbl
kapOuna 6opa B,C u sBisieTcs CBEPXCTEXMOMETPHYHOM
dasoit (mo ornomenuto k B,C), popmuposanue KoTo-
POl BOBMOXKHO TIpU 00pa30BaHUU JOKAIBHBIX 00JacTei
C HEOAHOPOAHBIM PACTIPECICHUEM HCXOAHBIX MOPOII-
KOB B pEaKkIMOHHOH 30HE [19].

Jlanmee MeTOOM HMCKPOBOTO IUIA3MEHHOTO CICKAHUS
OBUTH TIONYYEHBI KepaMHUYECKHe 00pas3ibl U3 KapOuma
6opa (B,C), kapbuna xpoma (Cr,C,) u nubopuia xpoma

Puc. 3. Tunu4mbie pe3ybTaThl IIPOCBEYUBAIOIICH
9JIEKTPOHHON MUKPOCKOITUH

a — TEMHOTIIONBHBINA CHUMOK, & — CBETJIOMOJIbHBIN CHUMOK,
6 — DIICKTPOHHAsS TH(PaAKIIHS,
2 — CHHMOK B PEKHME MPSIMOTO Pa3perIcHHs

Fig. 3. Typical transmission electron microscopy results

a — dark-field image, 6 — bright-field image,
¢ — electron diffraction pattern, 2 — HRTEM image
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(CrB,). Ha ocHoBannu uccnenosarenbekux pador [5-8]
OTIpENICIICHO, YTO BBEICHUE CIIEKAIOIINX JT00ABOK B BUJIEC
KapOuja u qudopuaa XpoMa B IPOIIeCcC CIIEKaHUs Kepa-
MHKHA Ha OCHOBE KapOuaa Oopa crocoOCTByeT yiayd-
IEHUI0 MEXaHMYECKUX CBOWCTB HMTOTOBOM KEpaMMKH.
W3 pesyabraToB paboThl [5] M3BECTHO, YTO MPH CICKa-
HUM KepaMu4ecKux obpasnos Ha ocHose B,C nobaska
B Buge 20 mac. % CrB, obecneunBaer (popmMupoBaHHE
KOMITO3UTOB C HAWOOJNBIIUMH 3HAUYCHUSAMH TPEIIHHO-
CTOWKOCTH M TBEPJOCTH, B CBOKO Ouepelb JA00aBlIcHHE
25 mac. % Cr,C, 00ycnoBiauBaeT —cCrekanue obpasna
C HaMBBICIICH TUIOTHOCTBIO [6], UTO TaKke CIOCOOCTBYET
TIOBBIIIICHUIO MEXaHUUYECKHX XapaKTePUCTUK OOBEMHOTO

obpasna. Takum 0Opa3oM, JUIs MOBBIIICHUS MEXaHHYEC-
KHX CBOMCTB KEpaMHKH OBLIHM TMOITOTOBJICHBI OOpa3IIbI
W3 TIOPOIIKOB C J0OAaBKAMH: B4C+20 Mmac. %Cer2
u B,C+25mac. % Cr,C,. [lna oueHku BausHUS Crie-
Kaommx J100aBOK Ha CBOMCTBa OOBEMHOW KEpaMHKH
XapaKTePUCTHKH 0Opa3IOB U3 YHCTHIX MOPOIIKOB CpaB-
HUBQJINCh C XapaKTEPUCTHUKAMH CIICUCHHBIX 00pa3IoB
¢ nmoOaBkamu. B kadecTBe M00aBOK HCIOJIB30BATHCH
MOPOIIKK KapOuaa u qudopuaa Xpoma, mosryuyeHHbIe 0e3-
BaKyyYMHBIM 3JICKTPOYTOBBIM METOJOM CHHTE3a.

Ha puc. 4 npencraBieHbl CHUMKH PacTpOBOM 3JIEKT-
POHHOM MHUKPOCKOITMHU IMOJYYSHHBIX 00pPa3IllOB CIICUCH-
Hoil kepamuku Ha ocnose B,C, CrB,, Cr,C,. B coor-
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Puc. 4. Tunnansie POM-CHUMKH B pexknMe 00paTHO-PACCEsIHHBIX JJIEKTPOHOB
C KapTaMu paclpe/eeHHss XUMUYECKHX dIeMeHTOB 1 POA kepamuueckoro obdpasiua

a—6—B,C; 2—e — CrB,; sre-u — Cr,C,

Fig. 4. Typical SEM images in backscattered electron mode with elemental distribution maps
and XRD patterns of the ceramic samples

a—6—B,C; 2—e — CrB,; are—u — Cr,C,
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BETCTBUM C KApTHHAMH PEHTTEHOBCKOW audpaxiu,
MOCJIe CICKaHWs KEepPaMUKHU (ha30BBIX MEPEXOIOB HE
00Hapy)XEHO, COCTaB MPAKTHYECKH HICHTHYEH (ha3o-
BOMY COCTaBY MOPOIIKOB, CHHTE3UPOBAHHBIX O€3BaAKyyM-
HBIM METOJIOM.

[ToBepxHOCTH, 00BEMHOTO OOpa3ia kKapOouma Oopa
(puc. 4, a—6) uMeeT  CTPYKTYpHbIE  OCOOCHHOCTH,
B YACTHOCTH OOJACTH C MHO)KECTBEHHBIMH CKOILIC-
HUSIMU YacTHI[ yriepona (ariomMeparaMu) pasMepoM
mo ~17 mkM. Taroke cleoyeT OTMETUTh W3MEHEHUE
(dazoBoro cocraBa 00BEeMHOTO 00Opa3ia Mo CPaBHEHUIO
C HCXOIHBIM TIOPOIIKOM — IO JaHHBIM peHTreHo(}a3o-
BOTO aHanu3a (puc. 4, ), Ha KapTHHE TUPPAKIUU a0
¢ ynmioBod mmpuHOH 20 =10+20°, cooTBeTCTByOIICE
gacTHnaM amop(Horo 60pa, CIIaKUBACTCS TOCHE CIe-
KaHus oOpasma. M3menenne ¢azoBoro cocraBa mpo-
JyKTa MOXXHO OOBSCHHUTH peakiueil 9acTui aMop(hHOTo
Oopa u yriepoaa BO BpeMsl CIICKaHHs, B PE3yIIbTaTe Yero
npoucxonsat popmuposanue kapouna 6opa B,C u aro-
Mepaiusi cBoOogaHoro yriepona (puc. 4, 6 — kapra pac-
MIpeJIeNIeHUs yIiiepoaa).

CoracHo srmeMeHTHOMY aHanmzy (puc. 4, 6), obpa-
3en kapOuaa Oopa COAEPKUT B COCTaBE aTOMbl Oopa
(64,90 ar. %) u ymiepona (29,03 ar. %), cooTHOLIeHHE
KOTOPBIX COOTBETCTBYET CTEXHOMETPUHU KapOuma Oopa
B,C, panee onpeeneHHOM 10 pe3ysTaTaM PEeHTICHOB-
CKOH TH(paKTOMETPUH; KpOME TOro, B oOpasme HICH-
TUQHULIUPYIOTCS TPAMECH B BUAE OKCHIOB (He Oomee
2,0 at. %). Taxxke, COINIaCHO KapTaM paclpeicicHHS
XHUMHUYECKUX JIIEMEHTOB, IOBEPXHOCTh 00pasma comep-
KHUT OKCHAHBIC coefuHeHus (puc. 4, 8). BepostHo, ux
NPUCYTCTBHE B COCTaBe OOBEMHOTO 0OOpaslia MOXKET
OBITh BBI3BAHO COJCPKAHMEM OKCHJIHBIX COCIUHCHHUN
B COCTaBE UCXOTHBIX ITOPOIIKOB — HAIIPHIMEP, B COCTaBe
HCXOIHOTO 06Opa MOTYT HAOMIONATHCS YACTHUIIBI OKCHAA
6opa B,0,. Onnako uaeHTU(UKALKSA STUX COSAMHEHHUH
merogoMm PDA 3arpynHsiercs BBUAY MaJloToO COZEpiKa-
HUSI TAaHHOTO MaTepHalia OTHOCHTEIBHO BCEro o0beMa
MPOIYKTA.

Cormacio POM-cHUMKaM KepaMHKH U3 IuOOpHIa
xpoma (puc. 4, e—e), IpH MAJIBIX yBETHMUCHUSIX HA IOBEPX-
HOCTH 00pa3lia BBIICISIOTCS CBETIIBIC U TEMHBIC YUACTKA
DIOOYIISIPHOTO CTPOCHHUS, 0OYCIIOBIICHHBIC pacrperese-
HUEM OCHOBHBIX KOMITOHEHTOB. Tarke Ha MOBEPXHOCTH
obpasna Cer2 UJCHTU(UITUPOBAHBI CKOIIJICHHUS YaCTHUI]
6opa pasmepoM 10 ~10 MkM. CoIIacHO AIIEMEHTHOMY
aHanusy (puc. 4, e), o0paserr COIepP>KUT B COCTABE aTOMBI
6opa (69,80 at. %) u xpoma (28,46 at. %), cooTHOmIE-
HHE KOTOPBIX COOTBETCTBYET CTEXHOMETPHH ANOOpHAA
xpoma CrB,, Takike Ha MOBEPXHOCTH 00pasla MICHTH-
¢unnpyercss HeOOIBIIOE KOTUUCCTBO OKCUIHBIX COCIH-
HeHuit (He 6oree 2,0 at. %).

Ha moBepxHOcTH 00pa3na KepamMHKH H3 YHCTOTO
kapouma xpoma (puc. 4, oc—u) TOXKE MOXKHO BBIJICIHTH
TeMHble yuacTku Ha POM-cHuMkax. JlaHHbIE yyacTku
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TaK)X€ COOTBETCTBYIOT arioMepalysM YacTHIl yIIIepoa,
pa3Mephl arioMepaToB JOCTHTAIOT 5 MKM. DJIEMECHTHBIH
aHAJM3 CBUJICTEIBCTBYET O PABHOMEPHOM pacIpeaeie-
HUHM XUMHYECKHX JIEMEHTOB XpOMa W YIIepona, Cpei-
Hee conepkaHue KOoTopbix coctaBisier 48,54 atr. % C
u 48,52 at. % Cr, Takke HACHTUPHUIUPYETCS HEOOIbIIOe
KOJIMYECTBO OKCHJIHBIX coennHeHwmid (He oonee 3,0 at. %).

Ha puc. 5 npencrasnensl POM-CHUMKH U pe3ysbTaThl
P®A 00pa3ioB criedeHHOI KepaMHUKH Ha OCHOBE KapOuia
bopa ¢ nobaskamu (20 mac. % CrB, u 25 mac. % Cr,C,).

ComntacHo PDA (puc. 5, a), oOpazen, CrHeYCHHBIH
U3 mopouika xkapouma Gopa ¢ mobaBkoit 25 % xapOuma
xpoma, coxepxkut (paser CrB, (JCPDS 89-3533), B,C
(JCPDS 35-798) u C (JCPDS 75-3078). Obpa3oBanue
qubopuaa XpomMa TpH CIEKaHUM KOMIIO3HIIMOHHOTO
marepuana B,C + 25 mac. % Cr,C, obycinosneno mud-
(y3ueii aroMmoB Oopa u3 kapOuma 6opa B ¢a3y kapOuma
XpoMa MO BO3JCHCTBHEM TEMIIEPATYPhI, YTO IIPHBOIUT
K (hopmupoBanuio coenunenns CrB, u BEICBOOOK IEHUIO
CBOOO/IHOTO yTIIepofa W3 coeAuHeHni B 4C u Cr3C2.
Jarnee yriepoa MOXeT BCTyIarTh B PEaKIMIO0 C aTOMaMH
0opa, oOpa3sys (a3sl kapouaa 6opa, 1Md0 HopMUpPOBATH
OTACNbHBIC YYACTKH C TIOBBIINICHHBIM COJCPKAHHEM
yIIepoaa, O 4eM CBHICTEIBCTBYIOT KapThl pacipeesie-
HUSl XUMHYECKUX JIEMEHTOB (CM. pHUC. 5, 6 — KapTy pac-
npexneneHus yriepona). Obpa3oBanue AudOpuaa Xpoma
CrB, B 1laHHOM cllyyae MPOMCXOAUT COINIACHO CIIENYIO-
EeMy YpaBHEHHUIO XUMHUUYECKOH peakmmu [20]:

3B,C +2Cr,C, — 6CrB, + 7C.

Ha nosepxHoctu o6pasmua (puc. 5, 6, 8) BCTpedaroTcs
CBETIIbIC M TEMHBIC YYaCTKH: CBETIIBIE — CBHICTEIBCT-
BYIOT O Hamumuuu (as3pl audopupa Xpoma, doiee TeM-
HBIC — coieprkar kKapouna 6opa. Takxke B JTaHHOM 00Opasie
00OHapy>KeHBI MOPHI pazMepamu 10 10 MKM.

CornacHo 21eMEHTHOMY aHaNu3y (puc. 5, 2), y9acTKH
CBETJIOTO IIBETA IIPEICTABIIAIOT cO00M (pa3y kapOuma 6opa
C TPUMECHIO yIiepoaa: oOpasell COACPKHUT B COCTaBe
aromel ymrepoma (20,57 at. %), ©Oopa (68,47 at. %)
u xpoma (10,96 at. %), 9TO CBUACTENBCTBYET O HATHIHN
quoopuaa xpoma CrB2 Ha JaHHBIX yYacTKax oOpasra.
B o6pa3sie takke naeHTHGUIUpPYETCss HeOOMBIIOE KO-
YECTBO OKCHJHBIX coeauHenuit (He Oomee 1,10 ar. %).
[To pe3ynbTaraM 3J1EMEHTHOTO aHAIHM3a YYaCTKH TEM-
HOTO IBeTa oToOpaxkaroT (hasy kapOuma Gopa: oOpazer
COZICPIKHT B cocTaBe aroMbl 6opa (72,11 ar. %), yrepona
(24,5 at. %) u xpoma (2,96 ar. %), — TaKkoe COOTHOLIE-
HUE XUMHYECKUX DIIEMEHTOB COOTBETCTBYET (hase Kap-
ouna 6opa B,C. B obpasue Takxke uaeHTHQUIEpPYETCS
HeOOoJIBIIoe KOM4YecTBO pumeceit (He Oomnee 1,0 at. %).

Ha puc. 5, 0—3 mpencrasiensl pesyinsratel POA u
POM-cHrMOK 00pasiia criedeHHON KepaMHUKH U3 IIOPOIIIKa
kapOuga Oopa ¢ nobaBkod 20 % mgubOopuaa xpoma
B pEXHME BTOPHYHBIX JJIEKTPOHOB. [lu(pakinoHHbIE
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Puc. 5. Tunu4Hble KapTHHBI PEHTTEHOBCKOW Tudpakiun 1 POM-CHIUMKH B peXiMe 00paTHO-pacCEesTHHBIX AIEKTPOHOB
C KapTaMU paclpeneIeHus] XUMUYECKUX 3JIEeMEHTOB KOMIIO3UI[MOHHBIX MaTepHajIoB

a-2—B,C +25 mac. % Cr,C,; 0-3 - B,C + 20 mac. % CrB,

Fig. 5. Typical X-ray diffraction patterns and backscattered electron SEM images
with elemental distribution maps of composite materials

a—2—B,C+25wt. % Cr,C,; 0-3 - B,C + 20 wt. % CrB,

MaKCUMYMBbI, WJCHTU(UIIUPOBAHHBIC HA KapTHHE PEHT-
TeHOBCKOHM nudpakiuu (puc. 5, d), COOTHOCATCS C MaK-
CUMYMaMH, XapakTepHBIMHU JUIsI KPUCTAJUTMYECKUX (a3
CrB, (JCPDS 89-3533) u B,C (JCPDS 35-798).

Ha nosepxnoctu obpasua B,C + 20 mac. % CrB,
(puc. 5, e, o) BCTPEUAIOTCSI CBETIIBIC M TEMHBIC YIACTKH,
a TaKkXkKe B JaHHOM 00pasiie MPUCYTCTBYIOT MOPHI pa3me-
poM 1o 5 mxm. OOpaser; UMeeT CTPYKTypHBIE OCOOCH-
HOCTH, B YaCTHOCTH CKOIUICHHUS YaCTHII yIIIepo/ia pa3me-
poM 10 4 MKM.

CornacHo »neMEHTHOMY aHanmuzy (pHc. S, 3), CBET-
JBIe 00JacTé 00pasia MMEIOT CISTYIONTHIA AIEMEHTHEIH
cocTas, at. %: 6op — 68,3, xpom — 17,21, yrmepox — 12,99,
YTO CBHICTEIBCTBYET O HAMIUH 3€peH THOOpHIa XpoMa
(puc. 5, 0). B cBeTbIx o0macTsaX Takxke HUACHTH(UIH-
pyercst xucnopon (He Oomee 1,5 at. %). DIeMEHTHBIH
aHaJNIM3 TEMHBIX OONacTell o0pasia BBIVISAUT CIEeTyFo-
oM obpaszom, at. %: 6op — 75,66, yriepoma — 22,30,
xpoma — 1,66, cienoBareabHO, 3TU YYacTKU NPEICTaB-
JISIOT coOOM 3epHa KapOuma Oopa (puc. 5, o). Ha nan-
HBIX y4YacTKaX TakKkKe HWACHTHU(QHUIMPOBAHBI OKCHUIHBIC
coenuuenus (He 6oxee 1,0 at. %).

[Nomy4ennbie 00pa3ibl KEPaMHUKH OBLIH HOABEPTHY THI
UCTIBITAHUIO Ha TBEPAOCTH 10 BuKkepcy mpu Harpyske
1 KT — pe3ynbTaThl UCIBITAHUMN, 8 TAKIKE XapaKTEPUCTUKU
00pasIoB MpeCTaBICHBI B Ta0J. 2.

Pacuer Teopermueckoro 3HaYeHHS  IUIOTHOCTH
KOMITO3UIIMOHHBIX ~ MaTepUAOB  OCYIICCTBISUICS —HA
ocHOBe (pa3oBoro cocraBa 0OBEMHOTO KEpaMHUYECKOTO
obOpasna. IlocpencTBOM MPOrpaMMHOTO OOECIICUCHUS
PowderCell 2.4. peann3oBaH KOIWYECTBEHHBIA aHAJIN3
KpucTaumdeckux ¢as (puc. 5, a, 0), mocie 4ero, Ha
OCHOBAHMH 3HAYEHMH IJIOTHOCTH KaKIOTO M3 HJICHTH-
¢uuuposannbix coemunennii (B,C, CrB, u C), Obuio
PacCYUTaHO TEOPETHUYECKOE 3HAYCHHME TUIOTHOCTH KOM-
MTO3UIIMOHHBIX MaTePHAJIOB.

W3 nanHbIX Tabm. 2 MPOCIIEKUBACTCS CIEAYIONIAs
3aBUCUMOCTH TBepAoCTH: B 4C + 20 mac. % CrB2 >B 4C >
B,C + 25 mac. % Cr,C, > CrB, > Cr,C,, a wuMeHHO
26,8>22,7>17,7>12,6>11,4T'Tla. BBenenue cmne-
Karoleil 100aBku B BUAE AUOOpUAA Xpoma IMPHBEIO
K YBEJIMYCHHIO IJIOTHOCTH OOBEMHOTO KEPaMHUYECKOTO
obpasma ¢ 95,2 10 96,2 %, 4To cornacyercsi ¢ IKCIEPH-
MEHTAJIbHBIMU JJAHHBIMH paOoThI [25]. B cBOtO ouepesp,
MOBBINICHNE TJIOTHOCTU TAK)KE MPUBOJMUT M K MOBBIIIC-
HUI0 MEXaHWYECCKUX XapaKTEPHCTUK KEPAMHUKH — B JIaH-
HOM CJIy4yae BO3pacTaeT 3HaueHHE TBEpAOoCTH c 22,7
1o 26,8 I'Tla.

JobGasnenne kapOuga XpoMa B MPOIECC CHEKaHHS
KEepPaMHKH TIPUBEJIO K CHIDKCHHIO 3HAUCHHS TUIOTHOCTH
MOJYYECHHOH KEepaMHUKH U, COOTBETCTBEHHO, MeXa-
HUYECKHX XapaKTEePUCTHK, a HWMEHHO YMEHBIICHHIO

il



Drm o WU3BECTUA BY30B. [IOPOLIKOBAAl METAJINYPTUA U GYHKLLMOHANBHBIE NOKPLITUA. 2025;19(3):5-14
' usBECTA 8Y308 Bacunsesa F0.3., Mosanses [1.B. u Op. NMonyyeHne Kepamunku n3 kapbmaa bopa c gobaBKaMM Ha OCHOBE XPOMa ...
Tabnunya 2. [lapamMeTpsl ClIEKAHUS H XapAKTEePUCTHKH KepaMHYecKHX 00pa3inoB
Table 2. Sintering parameters and characteristics of ceramic samples
Teopernyeckas/ [TapameTtps! criekaHus
Merton . OrHocurenbsHas | TBepaoCTh, Hctou-
®dazoBbIii cOCTaB M3MEpEeHHAst o P At/AT
CIICKaHUS 5| IUIOTHOCTB, %0 I'Tla t.°C 2 > | At HUK
IJIOTHOCTh, I/CM i MIla | °C/mun
JlureparypHbie qaHHBIC
HIIC B,C - 78,6 12,2 1850 | 60 100 5 [21]
HIic B,C - 97,8 353+2,6 | 2100 | 50 50 10 [22]
HIIC CrB, - 97,0 16,0 1800 | 50 100 15 [23]
nric Cr,C, — 98,9 18,9 1300 | 30 100 10 [24]
Topsiaee B,C+
npeccopanue | 20 mac. % CrB, - 9.0 a 1900 |50 40 60 [3]
Topsiuee B,C+ .
npeccosanue | 25 mac. % Cr,C, 20,0 2030 10 60 1 16:8]
DKcIepruMeHTalbHbIE JaHHBIE HACTOSIIEH paboThl
HIic B,C 2,52/2,40 95,2 22,7+1,8 | 1800 | 60 100 10 —
HIIC CrB, 5,20/4,81 92,5 12,6 0,3 | 1800 | 60 100 10 -
HIic Cr,C, 6,68/6,08 91,0 11,4+£0,1 | 1300 | 30 100 10 -
B,C+
4 + —
HIIC 20 wac. % CrB, 2,92/2,81 96,2 26,8+ 1,3 | 1800 | 60 100 10
HIiC BC+ 3,43/3,03 88,3 17,7+5,6 | 1800 | 60 100 10 -
25 mac. % Cr,C, ’ ’ ? ’ ’

tBepaoctu jgo 17,7 I'Tla. CHwkeHHe OTHOCHUTEIbHOMN
IUIOTHOCTH KepaMHUYECKoro oOpasila B JaHHOM ciydae
o0BsicHsieTcst (hopMUpOBaHHEeM o0iacTeld ¢ 00pasoBa-
HHUEM II0p, COAEPIKANIMX OOJIBIIIOE KOIHMYECTBO CBOOO/I-
HOTO yriiepoja. B cBoro ouepeip, /st 00pasiia Ha OCHOBE
B4C ¢ no0aBKoi Cr3C2 TaK)Xe HCCIIENOBaJICsI ITOKa3a-
TENb BS3KOCTU pa3pylieHus. B pesynbrare m3aMepeHUit
BBISIBJICHO, YTO BSI3KOCTh pa3pylleHus KapOuga Oopa
coctaBuna 2,5 + 0,2 MIla-M'?, a BBeneHHe criekaromeil
nobasku 25 mac. % Cr3C2 YBEJIMUUJIO 3TOT MOKa3aTesb
1o 3,3+0,3 MIla-mM"?, 4T0 CcOM3MEPHMO C pe3ylbTa-
TaMH, MOJTy4YeHHBIMH B paborax [5; 9].

3aksouyeHue

Takum 00pa3oM, ObIIT MPOAEMOHCTPUPOBAH TPOIIECC
MoNy4yeHuss 00ObeMHON KEepaMHUKH Ha OCHOBE COEIMHEe-
HUH cucTeMBbl «0op—ymiepon—xpom». Jlius crexaHus
00BEMHBIX 00pa3loB ObUIM HCIOJB30BaHBI TTOPOIIKH
kapounos 6opa (B,C) u xpoma (Cr,C,), a Takxke nopo-
wok aubopuna xpoma (CrB,). Cneayer oTMETUTD, YTO
MTOPOIIKHU JUTS CTIEKAHHS TIOYYCHBI TIPH UCTIOJIb30BAaHUH
0e3BaKyyMHOTO 3JIEKTPOAYTOBOIO PEAaKTOpa IMOCTOSH-
HOTO TOKa, pa3pabOTaHHOTO aBTOpaMH JaHHOTO HCCIie-
JioBaHus. TBEpIOCTh KEPAMUKH Ha OCHOBE KapOuaa 6opa
coctaBuna 22,7 I'Tla, a BBegeHne B MpOIECC CIIEKAHUSA
B,C no6asxu B Buze 20 mac. % CrB, obecneqnso noebi-
menne TBeproctu o 26,8 I'Tla; BBenmeHwe no0aBKH
B Buje 25 mac. % Cr,C, mOBBICHIIO BA3KOCTb paspylie-
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Hus 00pasua c 2,5 10 3,3 MIla M2, 3nauenus TBepaoCTH
JUI KepaMHUKH Ha OCHOBE KapOuja Xpoma U Aubopuja
xpoma cocraswiu 11,4 u 12,6 I'Tla cooTBeTCTBEHHO.
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Pa3spaboTka rpaHynsTa
Ha nonndpopManbaAerngHoOM CBA3YyloLWEM
Ha OCHOBe nopollka HepXxaBetowen ctanu 09X16H4b
ana MIM-texHonorum

A. B. ITapxomenko’, A. II. Amocos'®, A. M. ITactyxos?

! Camapcknii rocynapcTBeHHBI TeXHHYECKHI YHHBEPCHTET
Poccus, 443100, r. Camapa, yin. Monongorsapaeiickasi, 244
2 [len3eHCKUii rOCY1apCTBEHHDbI YHHBEPCUTET
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AHHoTayms. MeTtauindecKie MOPOLIKH HEPKaBEIOIIeH CTalu SBISIOTCS Hauboiee pacnpoCcTpaHEHHBIMH HCXOHBIMU MaTepHaiaMu,
MIPUMEHSEMBIMH JUIS1 TIPOU3BOICTBA MAJIOTA0APUTHBIX BEICOKOTOUHBIX MAIIMHOCTPOUTEIBHBIX JETaNEH 10 TeXHOIOTHH HHKEKIIH-
OHHOTO (pOPMOBaHUS METAJUTMIECCKHUX MOPOIIKOB ¢ paciuiaBaMu moiuMepoB (MIM-texHomorumn). Hactosmas paboTta mocssmeHa
pa3paboTKe cocTaBa M TEXHOIOTHUECKHX PEKNMOB M3TOTOBICHHS HCXOTHOTO CHIPhs (TPaHyNsATa) IS MPOU3BOACTBA JeTaneil mo
MIM-TeXHOIOTHH U3 OTEYECTBECHHBIX KOMIIOHEHTOB: MOPOIIKa HepiKaBelomIel ctanu MapreHcuTHoro kinacca 09X16H4b, cessy-
IOIIETO Ha OCHOBE MONMN(OPMANBAETHAA H TEXHOIOTHIECKHNX JOOABOK (CTeapHHOBOM KHCIIOTHI, ITYETMHOTO BOCKA U TOMUITHIICHA
BBICOKOTO JaBlieHH). VICXOMHBIA MOPOIIOK HEpKaBEIOIIeH cTanmu uMen chepudecKylo (opMy YacTHI] ¢ pasMepoOM OCHOBHOM
Macchl YacTHIl B 1uamna3oHe oT 8 10 23 MkM. C MpUMEHEHHEM CKaHHPYIOMIEH dIIEKTPOHHOW MUKPOCKOIINH, METOIA OTPEICICHUs
MOKa3aTelIsl TeKy4eCTH paciulaBa TePMOILIACTOB U MUKHOMETPHUIECKOTO METO/A HCCIIE0BAIIICH MUKPOCTPYKTYPBI, PEOIOTHIECKHE
1 U3MYECKUE CBOMCTBA MOTYUYCHHBIX TPAHYIATOB. YCTaHOBICHBI 3aBUCUMOCTH ITOKa3arels TekydectH paciuiasa ([ITP) ot conep-
JKaHUSI HICXOAHBIX KOMIOHEHTOB IPAHYIIATa, COOTHONICHHS METaJUTHUECKOH U TOTMMEPHOI JacTeil, KoTUdIecTBa M BHa TEXHOIOTH-
YEeCKHX J00aBOK, TPAHYIOMETPHIECKOTO COCTaBa MeTaJuIdeckoi gacTu. ONBITHBIM ITyTeM OTpe/ielieHa ONTUMAaIbHAs PelenTypa
rpanymsTa. [IpuBeeHb! pe3ynbTaThl HCCIEIOBAHUS MUKPOCTPYKTYPHI U (PH3UIECKHX CBOUCTB ONBITHBIX 00PA3I0B, H3TOTOBICHHBIX
no MIM-TeXHOIOTHH, B CPABHEHUH CO CHEYEHHBIMH 00Opa3laMu M3 MMIOPTHOTO rpanyista Mapku Catamold®. TTokasano, uto
JUTSL M3JIeITHH, TToMy49eHHBIX 1o MIM-TexHoI0THH, 1IeT1eco00pa3HO UCTIONb30BATh THUIIOBBIE PEXKUMBI TEPMOOOPAOOTKH, TOCKOIBKY
cXeMBI (pa30BBIX MPEBPAIICHNI He OTINIAIOTCSA OT TPAaJUIIHOHHBIX AJISI JAHHOTO BU/IA CTAJH. YCTAHOBICHO, YTO 00pas3Ibl U3 pa3pa-
0GO0TaHHOTO TPaHyIATA COOTBETCTBYIOT TPEOOBAHUSIM HOPMAaTHUBHBIX JOKYMEHTOB Ha MPUMEHAEMBIH MaTepuall U He yCTYMaloT 110
(DU3MUECKHUM TTOKA3aTeNIIM TPAaHyIIsITaM HMIIOPTHOTO ITPOU3BO/ICTBA.

Knrouesbie cnosa: MIM-TexHONIOTUs, HHXEKIIHOHHOE (POPMOBAHHME, JTUThHE IO TABICHUEM, TPAHYJIAT, QUICTOK, TOPOIIOK HePIKABEIOIIeH
cTai, cBssyolee, noympopMaIbierul, CliekaHue, COCTaB, CTPYKTypa

Ana yntupoanms: Ilapxomenko A.B., Amocos A.IL., [TactyxoB A.M. Pa3padoTka rpaHyisTa Ha MoIA(GOPMaIbISTHIHOM CBSI3YIOIEM
Ha OCHOBE IopoIika Heprkaseromei ctamu 09X16H4b s MIM-texaonorun. Mzeecmust 8y306. [lopowkosas memaniypeus u (hyHK-
yuoHanvhwie nokpvimusi. 2025;19(3):15-24. https://doi.org/10.17073/1997-308X-2025-3-15-24
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Development
of a polyoxymethylene-based feedstock
for metal injection molding
using 09Cr16Ni4Nb stainless steel powder

A. V. Parkhomenko!, A. P. Amosov' %, A. M. Pastukhov?

!Samara State Technical University
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2Penza State University
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Abstract. Stainless steel powders are among the most widely used raw materials for the production of small, high-precision engi-

neering components by metal injection molding (MIM), a process that combines metal powders with molten polymer binders.
This study focuses on the development of feedstock composition and processing parameters for MIM production using domes-
tically sourced components: a martensitic stainless steel powder grade 09Cr16Ni4Nb, a polyoxymethylene-based binder, and
processing additives including stearic acid, beeswax, and low-density polyethylene. The starting stainless steel powder had
a spherical morphology with a predominant particle size range of 8—23 um. Scanning electron microscopy, melt flow index (MFI)
testing, and helium pycnometry were employed to investigate the microstructure, rheological behavior, and physical properties
of the resulting feedstock granules. Dependencies of MFI on the feedstock composition, metal-to-polymer ratio, type and content
of additives, and particle size distribution of the metallic phase were established. The optimal feedstock formulation was deter-
mined experimentally. The microstructure and physical properties of sintered samples produced from the developed feedstock were
evaluated and compared with those made from imported Catamold® feedstock. It was demonstrated that standard heat treatment
modes are suitable for MIM-fabricated parts, as the phase transformation behavior of the studied steel does not differ from that of
conventionally processed materials. The results confirm that components manufactured from the in-house feedstock comply with

relevant regulatory standards and match the performance of their imported counterparts.

Keywords: MIM technology, injection molding, powder injection molding, feedstock, stainless steel powder, binder, polyoxymethylene,

sintering, composition, structure

For citation: Parkhomenko A.V., Amosov A.P., Pastukhov A.M. Development of a polyoxymethylene-based feedstock for metal
injection molding using 09Cr16Ni4Nb stainless steel powder. Powder Metallurgy and Functional Coatings. 2025;19(3):15-24.
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BsepeHue

TexHONOoTHS HWHKEKIIMOHHOTO (OPMOBAaHUS MeTall-
JMUYECKUX MOpOUKoB (metal injection molding — MIM-
TEXHOJIOTHUS) TpeACTaBiIsgeT co0oi coueTaHue IMpouec-
COB MIOPOIIKOBOW METAJUTYPryH U JINThS MOJIMMEPOB MO/
JaBieHueM. JlaHHbIM METO/ 3aKIII04aeTCsl B MONy4YeHUH
cMecell MeTaJNIM4eCKUX IOPOIIKOB U TOJHMEPHBIX
CBA3YIOMNX, (OPMOBAHUHM W3 HHX 3arOTOBOK JIeTa-
JIeil METOZOM JIUThs MOJ JABJIEHHUEM C IOCIEAYIOLIUM
yOQJIEHUEM [IOJIMMEPHOIO CBA3YIOILEr0 M CIIEKaHHEM
MeTaJuIMueckol 4actu. M3nenus, mpow3BeneHHBIE IO
MIM-TeXHOI0TUH, XapaKTEpU3YIOTCsl COUETAaHUEM I€O-
METPUYECKON CIIO)KHOCTH W TOYHOCTH, COMOCTaBUMOM
C TOJIMMEPHBIMU M3JETUSIMU, C MEXaHWYECKOW Mpod-
HOCTBI0, CBOMCTBeHHOHN MeTaiiam [1]. KiroueBbim j1oc-
TOMHCTBOM MIM-TeXHOIOTHN SIBIISIETCSI BO3MOYKHOCTh
KpyHHOCEPUHHOTO MPOU3BOACTBA MAJIOPa3MEPHBIX JIeTa-
JIeH CIOKHOU (POPMBI, HE TPEOYIOMNX JOMOTHUTECIBHOMN
MeXaHU9YeCcKol 00paboTKH.
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B kauectBe wucxogHoro Marepuaira B MIM-
TEXHOJIOTUH HCIONb3yeTCsl TPaHymaT (GpuacTtok) — kom-
TMO3UIIMOHHBIA TPaHYIMPOBAHHBIA Marepuay, COCTOs-
WA U3 MEJKOJUCTIEPCHBIX METAIIIMYECKHUX MOPOIIKOB,
CMEMIaHHBIX C MTOJIMMEPHBIM CBS3YIOMUM. ONTUMU3AIINS
coctaBa (hUICTOKA SBISACTCS BaXKHBIM ITAIIOM IS 00ec-
nieueHnst kadectBeHHoro MIM-mponecca. OObeMHas
JIOJIsl METAJUTMYECKOTO TOPOIIKA B IpaHyIATe OOBIYHO
cocrapisier 50-65 %, HO MOXeT ObITb YyBeJIWYEeHa
1m0 80 % wu OGomee. OmHAKO € POCTOM KOHIEHTPAIUH
METaJUTMYECKOTO TOPOIIKA TOBBIMIAETCS BSI3KOCTh T'pa-
HYJISITa, YTO MOXKET HETaTHMBHO CKa3aThCs Ha Mpoliecce
JIUTHS TIOJ, 1aBiieHueM [2; 3].

XapaKTepUCTUKA METAJTMYECKUX MOPOIIKOB OKa-
3BIBAIOT 3HAUMTENHHOE BIMSHUE HAa CBOWCTBA KOHEY-
HBIX W3Jenui, nomydaeMbix MetogoM MIM [4]. Onaum
W3 KIIOYEBBIX TPEeOOBAaHUH K TIOPOIIKAM SIBISCTCS
HU3Kasg CBOOOJIHAs TOBEPXHOCTHAS JHEPrus, CIo-
coOcTBytOIIas APPEKTUBHOMY CMEIICHHIO CO CBS-
3ylommM. JTO TpeOoBaHHWE B HauOOJNbIICH CTENCHH
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BBIMOJHSETCSI TIPH  HCHONB30BAHUU  TIOPOIIKOB  CO
chepuueckuMu YacTULaMu pazMepoM 110 50 MKM,
npeanouTuTenbHo ot 1 po 5 mxm. Hampumep, uccre-
JIOBAaHHEM T'PaHYJIOMETPUYECKOr0 COCTaBa TIpaHyssTa
Catamold® 42CrMo4 kommnianuu BASF ycraHoBieHo, 4To
OH COCTOUT U3 TOHKOTO METAJUIMYECKOTO MOpOoIIKa cde-
pHUECKOH (POPMBI C pa3MepoM JacTull ot 1 10 5 MxMm [5].

BakHpIMH ~ XapakTepUCTHKAMHM TOPOLIKA TaKxkKe
SIBISTIOTCST (hOpMa YacTHIl, TPAHYIOMETPHUCCKUH COCTaB
U COCTOSIHME UX NOBEepXHOCTU. DopMa 4acTHIl BIUAET Ha
PCOJIOTHUECKHE CBOWCTBA CMECH U COXPAaHEHHE (hOPMBI
NeTaa MpU TepMUIecKol oOpaboTke. YacTuipl Hempa-
BUJIBHON (JOPMBI MOTYT HOBBIIIATH MIPOYHOCTH WU3ACITHS
MoCJIe ylaJeHHus CBA3YIOIIEro, HO CHHKAIOT IUIOTHOCTD
YIAKOBKH U YBEIWYHMBAIOT BA3KOCTH CMECH, UTO TpedyeT
OOIBIIETO KOJIMYECTBA CBS3YIOIIETO W MOXKET IPUBO-
TUTh K M30BITOYHON MOPHCTOCTH B CICYCHHBIX JAETa-
nsx. To ke kacaercs cheprUuecKruX YacTHIl C HeraAKoH
[IOBEPXHOCTbIO, MMEIOLUX BBICTYIIBI U BBIEMKH [6].
Coepudeckne dYacTUIBl C TIAAKOH ITOBEPXHOCTBHIO
SIBIISIFOTCS] ONTUMaTbHBIMHE i1t MIM-TexHooruu 61aro-
Jlaps BBICOKOM MJIOTHOCTH YIAaKOBKU U HU3KOH BA3KOCTH
MIOTOKA, XOTSI OHH MOTYT CHIDKaTh NMPOYHOCTH M3ACIHS
nociie yaajneHus cpssytouiero. HaumOompliee mnpeumy-
mectBo B MIM-mporiecce 00ecIieunBaioT cCMecH ChepH-
YECKUX YaCTHI] M YaCTHUI] HEITPaBHILHOU (hopMmalI [7; 8].

Cpennuii pa3mMep 4acTHI] MOPOIIKA TaKKe SBISETCS
BaXHBIM mnapamerpoM B MIM-texHonoruu. Menkue
MOPOIIKK OoJiee CKIOHHBI K arjioOMepanuy, 4To JelacT
WX TIPEATNIOYTUTEIHHBIMA K TpuMeHeHnio B MIM [9].
MuHuManbHbI pa3Mep 4acTUL] OIPAaHUYMBAETCS TEKY-
YEeCTbI0 CMECH IOPOIIKA M CBS3YIOLIEro: MpH IOBbI-
IICHUHW TEMIIEPaTyphl MEJIKHE YaCTHIBLI JEeNaroT CMeCh
MeHee TeKy4el, YTO HEraTUBHO CKa3bIBACTCSA HAa MHKEK-
IUOHHOM (hopMOBaHNH. MaKkCHMAaIbHBIN pa3Mep JacTHIL
BJIMSIET HA TUNIOTHOCTH CIIEYEHHOTO U3/AEIH: YeM OoJIbIIe
pasMep YacTHIl, TeM HIKE BEPOSTHOCTH JOCTHKEHHS
BbIcOKOW miotHocTH [10]. ViyuiieHus CTpPYKTyphl
KOHCYHOTO W3JCTUsI MOKHO TOCTHYB, HCIIOIB3YSI MaTe-
puasl ¢ IBYyMs THIIaMU YacCTHLl — KPYNHBIMH U MEJKO-
JUCTICPCHBIME, YTO YMEHBIIAET ITOPHCTOCTh 3a CUET
3aMlOJHEHUA TPOMEXKYTKOB MEXKIY KpPYIHBIMH YacCTH-
namu. B uccnenoBanun [11] nokasano, uyTo HIMPOKUMA
JIMara3oH IPaHyJIOMETPUYECKOr0 COCTaBa ClocOOCTBYET
oonee 3(h(heKTUBHOMY YIUIOTHEHHIO, HO YCIOXHSET
pacIipefieJicHue TpaHyiIsATa Ha cTaaud (HPOPMOBAHUS IO
MPUYMHE CHIKCHUSI OJHOPOAHOCTH CMECH ITOpOIIKA
u cBsylomero. PerymupoBanue (opMmbl u pa3mepa
c(hepruuecKnX YacTHUIl M YaCTHUIl HEIPaBHIBHON (OPMBI
MO3BOJISIET JIOCTHYh BBICOKUX IUIOTHOCTEH YMAKOBKH
U crienr(pUIecKruX CBOMCTB m3nenuid [12].

[Iepeuens MeTaioB, ucnonb3lyemMbeix B MIM-TexHo-
JIOTHH, Pa3sHOOOpa3eH U BKIIOUACT HU3KOJICTHPOBAHHEIC
CTaJd, KapoNpOUYHbIE U KOPPO3MOHHO-CTOMKHUE CIUIABBI,
a TaxKe MaTepHalbl Ha OCHOBE MEIH, HUKEI, KoOaIbTa

Y TUTaHA, MHTEPMETAINIMYECKUE U MarHUTHBIC CIUIABHI,
kapOuasl 1 6opuabl [13]. B ominume OT TpaguIIMOHHBIX
METO/IOB MeTauioo0padboTku, rae mo 80 % marepuana
YXOOUT B CTPYkKy, MIM-TeXHONIOTHUA NEMOHCTPUPYET
KO03(GHUINCHT HCHONb30BAHMS MaTeprana Ha YpPOBHE
~99 %, 4T0 0COOEHHO Ba)KHO MPH padboTe ¢ JOPOroCTOs-
OIMMH METaJUTaMH, TaKUMH KaK HEp)KaBEIOIINE CTaJIH
Y TUTAHOBBIE CIUIaBbl. B mocnenHux 3apyOexHbIX Hayy-
HBIX paboTax 4acTo BCTpeyaeTcs NMpPUMEHEHHe cdepu-
YECKUX IOPOIIKOB MAapTEeHCUTHON HEpIKaBeIOIIel cTaiu
17-4PH [14-21]. Hampumep, B pabote [19] wucmonb-
30Bajicd Ta30paclbUICHHBI IOPOILOK HEp)KaBerowLle
cranu 17-4PH c¢ pasmepom uactui ot 4,8 1o 30 MKM.
B wuccnenoBanumu [20] npuMeHsIcCS BOIOPACTBUICHHBIH
MOPOIIOK HepskaBeromieit cramm 17-4PH ¢ ¢dopmoit,
omuskol k cdepudeckoi. ABTopel [21] ucmonb3oBaH
YeThIpe pPAa3IMYHBIX IOPOIIKAa HEPKABEIOMICH CTajH
17-4PH ¢ paznu4HBIMEU pa3MepaMu U opMaMu YaCTHII.

KiroueByto posb B mpousBojcTBe aetaieit mo MIM-
TEXHOJIOTUM WIPaeT CBs3ylollee, KOTOPOE OJIKHO
o0ecrneynBaTh HU3KYIO BSI3KOCTh MPH BBICOKOW 3arpy3ke
MOPOLLIKA U OBITh UHEPTHBIM AJ1s1 3(h(heKTUBHOTO CMelu-
BaHUsl. OOBIYHO HCIOJB3YIOTCS MOJUMEPHI MM BOCKH
C HU3KOW MOJNEKYIApHON Maccoil. s perynupoBaHHs
CBOWCTB CBSZYIOIIETO MPUMEHSIOTCS 100aBKU. BaKHBIM
TpeOOBaHWEM K CBS3YIOIIEMY SBIIETCS €ro CII0CO0-
HOCTh OOECTICYMBATH JIOCTATOYHYIO BS3KOCTh I (op-
MUPOBaHUS U3JEJINN CIIOKHON reoMeTprudecKoil popMal.
O0s13aTesIbHOE CBOWCTBO CBSI3YIOLIETO — €ro CHOCO0-
HOCTb K CMa4MBAHHUIO TOBEPXHOCTH MOPOIIKOOOPA3HOTO
Marepuana Juis ONTHMH3AIHUN TPOLECCOB CMEITUBAHUS
U IprAaHus pOPMBI KOHETHOMY H3eI 0. C ATOH LENbI0
B TEXHOJOTMYECKHUH MPOIEcC BBOASAT MOBEPXHOCTHO-
aktuBHble BemectBa ([IAB) — Takme, kak THTaHATHI,
cuinabl, ¢GocdaTel M cTeapaTbl, KOTOPHIE CHIXKAIOT
BA3KOCTb CMECH M YBEIMYUBAIOT COIEPKAHHE CYXOTO
BEIIIECTBA 32 CUCT CO3JAHUS MEXKIIOBEPXHOCTHOH CBS3U
MEX]1y ITOPOILKOM M CBA3YIOIIHM.

VYuuteiBasg, uro MIM-TexHonorus mnpenmnosaraet
W3TOTOBJIICHHE W3JCIHNA  CIOXKHOW TE€OMETPUYECKOU
(hopMBI, OJHUM W3 BaXKHBIX TPEOOBaHMI K KOMITOHCH-
TaM CBS3YIOLIETO SIBISETCS OCTaTOYHAs IMPOYHOCTD.
Bricokue nokazareny mMpodHOCTH ONpeaesnsieT Honugpop-
MaJsbJeru]1 (IoJInaneTalib, HOTMOKCUMETUIIEH) B COCTaBe
cs3ytomero. [lomndopmansaernanas cuctema obecre-
YUBAET OTIMYHOE MPOJIUBAHUE JeTaliell, COXpaHEeHUe UX
TeOMETPUYECKON (OpMBI. M3roTOBIEHHBIC W3 JTaHHOTO
TpaHyJsTa U3AENIUS 00IaJaf0T BEICOKAMH [TOKA3aTeIISIMA
MIPOYHOCTH U TBEPJIOCTH, & TAKKE XOPOIIUMH YCTAIOCT-
HBIMU CBOMCTBAMHM M MHHHMAIILHOHN ycankout [22-24].
OnHOM M3 IIMPOKO PACIPOCTPAHEHHBIX CBS3YIOLIMX
cucteM B MIM-TeXHONIOTUHU SBIAETCS KOMIIO3ULUS Ha
OCHOBE MNONMH(OPMAIBICTHIA, MOJMITHICHA BBICOKOTO
JaBJICHUS] ¥ CTEAPUHOBOW KHUCIOTBHI. DTH KOMIIOHEHTBI
00€eCTICYMBAIOT XOPOIIYI0 COXPAHHOCTH (DOPMBI JIeTaIIN
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U ee [eIOCTHOCTH NPH MOBBIIICHHON TTOPUCTOCTH TOCIE
yaayienus nompopmanpaeruaa [4].

OnauM u3 HauOosee 3HAYMMBIX CBOWMCTB HMCXOIHOM
cMmecu 1t MIM-TeXHOOTHH SIBISIETCS €€ OTHOPOIHOCTD,
KoTOpasi 00yCJIOBIIEHAa HEOOXOMUMOCTHI0O MUHUMH3AIHH
pasmesieHuss CMECH Ha CTaIuH JUThS TMOJ IABICHHEM,
a TaKXkKe IMOJYYCHHUS M30TPOIHOM yCaaKd IMOCie Mpo-
[ECCOB BBDKHTAHUS U clicKaHus. HeogHopomHas cmech
MOKET IIPUBECTH K BO3HUKHOBECHHUIO BUANMBIX Ae(eKkToB
B KOHEYHOM CIICUCHHOM H3ICNIUH, a TaKXkKe K dpe3Mep-
HOM TIOPUCTOCTH, 0OPA30BAHUIO TPEIIHH H JAe(POpMaIIH.
Js mocTrkeHuss HeOOXOAUMOW OTHOPOIHOCTH MPHME-
HSIIOTCS Pa3INYHBIC TUIIBI CMECHUTENCH, TPOOMIIOK, METh-
HUII ¥ ITHEKOBBIX SKCTPynepoB. D deKkTHBHOE CMEIINBa-
HHUE 00ecreunBacTcs MpyU PaBHOMEPHOM CIIBUTE BO BCEX
obnactsax cmecutens. Hambosee ycnenHbIM peleHneM
SIBIIIETCSI IBYXIIIHEKOBBII 3KCTPYIEp, KOTOPBII coueTaeT
WHTEHCHBHBIN CIBUT C KOPOTKAM BpeMEHEM 00paboTKu
METAJUIOTIONIMMEPHOH KOMITO3UIIMN TPU TTOBBIIICHHBIX
temrieparypax [1].

Jns ONTHMH3AIMHM COCTAaBOB CMECH CBS3YIOIICE—
MOPOIIIOK, a TaKXkKe JIIsl BEIOOpa MOIU(HUKATOPOB U 100a-
BOK Ha 3TaIrle MOATOTOBKY I'PaHyISITa IIPOBOASTCS PEOIIO-
THYCCKHIE MCIBITAHUS IJIS ONPEICTICHUS XapaKTePUCTUK
TEKy4YeCTH paciulaBa. PacIuraBieHHBI Marepuan Ipo-
MyCKAeTCsl Yepe3 COILIO ONPEICIICHHOTO AUaMeTpa IMph
3a/laHHOM Temmeparype B TeueHue 10 MuH, mocie 4ero
ompeernsiercs: mokaszareib TeKydectr paciuiaBa (I1TP),
XapaKTepU3YIOMNH CHOCOOHOCTh IOAaYM MaTepuaia
B Tipecc-(hopMy JTUTHEBON MAIIHHBL.

Iens Hacrosmeil pa®oTel cocTosima B pa3paboTke
OTEUECTBEHHOTO METAJUIOIOPONIKOBOTO TpaHyJsITa W3
MOPOIIIKA HEepyKaBEIOIIeH cTaau M moiaudopMaIbIeTua-
HOTO CBSI3YIOILETO Ul M3TOTOBJICHUS CTaJbHBIX JeTa-
neil mo MIM-TexHosnoruu, a TaKke B yCTaHOBIEHUU
B3aUMOCBsI3EH cOCTaBa U CTPYKTYPHI METAJUIOTIOIIMEp-
HOW KOMITO3UIIMHM U PEKUMOB ee 00paboTku ¢ (pusmko-
MEXaHUYECKAMH, PEOJOTHYCCKIMHU M HKCILTyaTaIlHOH-
HBIMH CBOWCTBAaMH TPAHYISITOB M CHECUCHHBIX M3 HHUX
MIM-neranei.

MeToauka uccnegosaHum

Just pa3paboTKu rpaHylsTa UCIOIb30BaNICs chepu-
YECKMA METAJUTMYECKUI TOPOIIOK HU3KOYIJIEPOINCTON
HepkaBeromield cranu Mmapku 09X16H4b, mnonyuen-
HBIII METOJOM Ta30BOM aTOMHU3allMM, MPOU3BOACTBA
AO «lIlonema» (r. Tyna). B kauecTBe NOJIHMEPHOTO
cBsizyroniero Obut BeIOpaH monudopmanbaerun (I1DIT)
Mapku «Texnacer A-110» (TY 2226-020-11517367)
npousBogcTBa HIII  «Ilonmumnactuk» (1. Mocksa).
[ToBepXHOCTHO-aKTUBHBIM BEILIECTBOM CIY)KMJIM KHC-
nmota creapuHoBas TexHmueckas (CK) mapxm T-32
(I'OCT  6484-96) mpomzsoactBa OAO «HIOUC
KOCMETUKC» (r. Kaszanp) wiam mYeNIWHBIA BOCK
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('OCT 21179-2000). B xauecTBe 100aBKH, yACPKHBAIO-
el CTPYKTypy Marepuana Iocie YOAJCHUS CBS3YIO-
Iero, MPUMEHSUICS TOJUATUIICH BBICOKOTO JIaBIICHHS
(I2BM) 15813-020 (I'OCT 16337-22) npou3BoACTBa
[TAO «Kazanwsoprcunres» (T. Kazanp).

['panynmomeTpuueckuii  cOCTaB  METAIUTMICCKOIO
MOPOIIKA OMPEACISIICS C HMCHONb30BAHUEM JIa3epPHOTO
aHanuzatopa «Analysette 22 Compacty (KoMIaHus
«Fritsch GmbH», T'epmanus). MccnenoBanue MHKpO-
CTPYKTYPBI HCXOIHBIX MAaTepHalioB, a TAKKEe TPaHYIsI-
TOB, Pa3pabOTaHHBIX Ha OCHOBE OTEYECTBEHHBIX KOM-
MIOHEHTOB, IPOBOIMIOCE C MPUMEHEHUEM DPacTPOBOTO
aJIeKTpOHHOTO MUKpockomna JSM-6390A (Jeol, AAnonus).
Peonorndeckne CBOHCTBAa TIpaHyIsITa H3YYAIACh IO
I'OCT 11645-73 na npubope 1Mo onpeaeicHUI0 MoKa3a-
Tens Tekydect paciuiaBa «Modular Melt Flow 7026»
(pupma «Ceast S.p.A.», Hramus) npu Ttemmneparype
190 °C u narpyske 21,6 xrc. [T10THOCTh 1 HEOTHOPOA-
HOCTh U3MEPSIM C MOMOIIBIO TEIMEBOr0 MUKHOMETpa
«AccuPyc 1340» (Micromeritics, CHIA). Tsepmocth
CIICYCHHBIX W3 TPaHYJATa HM3IEIUN ONMpenessiach 0
I'OCT 9013-59 nHa ucnbiTareabHON MallIiHE-TBEPIOMEPE
(WPM LEIPZIG, Tepmanus). MccnenoBanusi Ha cxa-
THE W PACTSDKCHUE CIICUYCHHBIX U3 TPAaHYIATa 00pa3IoB
nposoguinck 1o 'OCT 18227-85 Ha ucnbITaTenbHON
MmaruHe «Instron 5988» (CLLIA).

Pe3ynbratbl M X 0bcyxneHue

HUcxonuelii noporok Hepxaseroweid cranu 09X16H4b
WMEJ TPaHyJOMETPUUYECKUN COCTaB, TMPEACTABICHHBIN
Ha puc. 1. Pa3mep 0CHOBHOH MaccChl YacTUL HAXOAUJICS
B Mamna3oHe oT 8 0 23 MKM, 4TO COOTBETCTBYET OCHOB-
HbIM TPeOOBAHUAM, MPEABABIAEMbIX K METANTMYECKUM
nopouukam s npoussozactsa MIM-rpanynsra.

C uenblo onpeeneHus ONTUMaIbHOIO COOTHOLIEHHS
MEXIY METAUTMICCKOW M MONMMEpPHOH YacTsIMH OBLIO
W3rOTOBJICHO 8 MapTHii rpaHyJIsATa C pa3IMYHbIMU COCTa-
Bamu. [Ipm TpOM3BOACTBE TPAHYIATOB COOIIOAATIACH
cieayrouas mocaeI0BaTeIbHOCTh CMELIMBAHUS KOMITO-
HEHTOB: K MOpOIIKy Hepkasewomen cramu 09X16H4b
nobasisack creapuHoBas kuciota (CK) niau nmuenuHsiit
Bock (I1B), 3aTeM BBOIWIICS MOJUATUIICH BHICOKOTO JIaB-
nenust (IISBM) u B mocnenHiow oyepeab — mnoaudop-
vanpaeru (I1DJI). ['panynaT u3roraBIuBaiCs Mo cie-
JYIOIIEMY PEXUMY:

Temmneparypa mmueka, °C. . ................ 160-180
Yacrora BpalleHUsl HIHEKA, OO/MUH . . . . . .. .. 120-130
Yacrora pe3unka rpaHyl1, OO/MUH . . .. ....... 1100

BHenrHuii BHJ MOIY4YEHHOTO TPaHyJsITa M3 IIOPOIIKA
Hepykasetoien ctanu 09X 16H4b npeacrasien Ha puc. 2.

B Tabn. 1 mnpuBENCHBI pe3yNbTaThl ONPEICICHUS
nokaszareist Tekydectu pacmiaBa (I[ITP) m mumotHOCTH
JUTSL ONIBITHBIX ITAPTUH TPaHYJIATOB.
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Puc. 1. TpanynomMeTpudecKkuii coctas mopouika Hepxaseromieit cramn 09X 16H4b

Fig. 1. Particle size distribution of the 09Cr16Ni4ND stainless steel powder
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Puc. 2. Buemnuit Bug rpanynsata 09X 16H4b

Fig. 2. Appearance of the 09Cr16Ni4Nb feedstock granules

Haubosee mpeanouTUTENbHBIMU SIBISIOTCS TPaHy-
JIATHI cocTaBa 2 (CO CTEapUHOBOM KUCIIOTOH) U 6 (C mue-
JIMHBIM BOCKOM), KOTOPbIE PEKOMEH/IOBAHBI K MCITOIB30-
BaHMIO JJIsI TOCIISIYIOIIMX UCCIIEIOBAHHIA.

IITP, r/10 mun
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B kadecTBe TOBEPXHOCTHO-aKTUBHOIO BEIIECTBA
UCIIOJIb30BAINCH TYEIUHBIA BOCK U CTEAPHHOBAsI KUCIIOTA.
JI71s coCTaBOB ¢ MUENHHBIM BOCKOM (5—8) Habmomaercst
6onee Bricokoe 3HaueHue [1TP, uto, B cBOtO 04Yepe/ih, MpH-
BOAUT K OoJiee HU3KOW IUIOTHOCTH TpaHyssiTa. [paduxn
U3MEHEHUs! 110KA3aTellsl TeKy4eCT! paciuiaBa JUIsl HCClle-
JTyeMBIX COCTaBOB I'PAaHYJISTA IPEACTABICHEI Ha puC. 3.

86,0

86,5

87,0

88,0

ConepkaHne METaTMUECKOH 9acTH, %o

Puc. 3. 3aBucumoctu I1TP ot coneprxanust
METAUTNYECKOI YaCTH B TPAHYIISATE

1 — cocTaB rpaHynsToB /—4; 2 — cOCTaB IpaHyIsATOB 5—8
Fig. 3. Dependences of MFI on metal powder content
in the feedstock

1 — formulations /—4; 2 — formulations 5-8

Tabnuya 1. Peonoruyeckue u pusnyeckne cBOCTBA rPaHyJISITOB U3 MOPOIIKa Hep:kaBemomleil craan 09X16H4b

Table 1. Rheological and physical properties of feedstock granules based on 09Cr16Ni4Nb stainless steel powder

No cocTaBa ConepxaHue KOMIIOHEHTOB, Mac. % IITP, II0THOCT®,
rpaHynsTa | 09X 16H45 | TIdJI | IIOBJI| CK nB | /10 mun r/em’

1 86,0 11,5 1,0 1,5 - 344 4,2

2 86,5 11,0 1,0 1,5 - 254 4,6

3 87,0 10,5 1,0 1,5 - 92 4,5

4 88,0 9,5 1,0 1,5 - 0 4,6

5 86,0 11,5 1,0 - 1,5 505 4,2

6 86,5 11,0 1,0 - 1,5 401 4,2

7 87,0 10,5 1,0 - 1,5 95 4,4

8 88,0 9,5 1,0 - 1,5 0 4,5
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5 MM
—

a 0

Puc. 4. Baemnnit Buzx 006pasioB U3 pa3pab0TaHHOTO TpaHyIIsITa
a — 3arOTOBKA (ClIeBa) M CIICUCHHAs eTallb «IOIO0XKKay (CIIpaBa)
6 — 00pa3IbI-CBUIETENN

Fig. 4. Appearance of samples made from the developed feed-
stock
a — green part (left) and sintered substrate component (right)
o0 — reference test sample

W3 rpanymsta cocraBa 2 ObUTH M3TOTOBIICHBI 3aro-
TOBKH JeTaju «momioxkka». Ha puc.4,a mpeacras-
JICHBI 3aroTOBKa JeTaid (clieBa) W CICYCHHAS JICTalb
«rnoanokka» (cmpaBa). s CpaBHUTENBHOIO aHAJIM3a
Takke OBUIM TIPOM3BEIEHBI 00pasibl M3 HWMIIOPTHOTO
rpanyssta Catamold® Steinless 17-4PH, a mis uccre-
JIOBAaHHS MUKPOCTPYKTYPBI M UCTIBITAHUS MEXaHUIECKAX
CBOMCTB — 00pa3LbI-CBUIAETENH (CM. puUC. 4, 6), pa3Mepsl
koTopbix coorBeTcTBYIOT [OCT P 59651-2021.

Jlutbe m1OA JABICHHMEM 3arOTOBOK M3 MOPOIIKA
Heprkaseromien ctamn 09X16H4b nmpooammocs Ha Tep-
MOIUTACTABTOMATE IO CJICAYIOIIEMY PEKUMY:

Temneparypa npecc-popmsl, °C ... ... .. 13010
Jasnenue mutbst, MIMa . . ............. 120+ 10
Jo3upoBKa (HaBecKa), CM> . ... ........ 10
Temneparypa 1o 3onam, °C:
[o70) 481 (o T 190+ 5
I30Ha . ..o 175+5
230HA . o it 1805
380HA . ottt 185+5
Briaepikka B mpecc-popme, c:
MOJ IABIICHUEM . . . o v vveeae e e 5
TIPU OXJTAXKACHUM . . . . eov v vee e e 10

HccnenoBanue MUKPOCTPYKTYpbl 3arOTOBOK M3 Me-
TAJIOIOJIMMEPHON KOMITO3HIIUH TTOKA3aJI0, YTO 00pa3Ibl
13 umroprrHoro rpanyssta Catamold® (puc. 5, 6) xapax-
TEpPU3YIOTCSI MEHbILEH OJHOPOAHOCTbIO U HAJIMYUEM
CKOIUICHHH METaJLTHIecKoi (asbl pazmepom 10 15 MM,
B TO BpeMsI KaK B 3arOTOBKaX M3 TPaHyIATa COOCTBCH-
HOTO MPOU3BOACTBA (puUC. 5, @) HabMO1aeTCsl paBHOMEP-
HO€ paclpeIeIEHUE YaCcTHLL.

VYraneHnue CBS3YIOLIETo U3 00pa3LoB NPOU3BOAUIOCH
B II€YU KaTaJUTHUYECKUM METOJOM B IapaxX KOHLEHTPU-
POBAaHHON A30THOM KHCIOTBI; MOTEPSI MACChl COCTAaBUIIA
~T7,5 %. Pexxum ynaneHus: CBsI3yIOIIETO U3 3aTOTOBOK W3

20

1

o AL
g & —
Puc. 5. MUKpOCTPYKTYpa 3arOTOBKH U3 IPaHYJIsATa COOCTBEHHOTO
npou3BozCcTBa (a) 1 u3 rpanyisata Catamold® (6)

Fig. 5. Microstructure of the green part made from the in-house
feedstock (@) and from Catamold® feedstock (&)

nopomika Hepxagetomieil cranmu 09X16H4b npusenen
HUXKE:

Temneparypa, °C ............. 112+5
Bpems mpoayBku, MuH:
b1 (0J01171:9) - N 40
TMOCTE IIUAKIIA . . o v vev e e 60
Bpemsamuknma, 9. ....... ... .. 5
ITomaya KUCIOTHI, MII/MHH . . . . .. . 0,8

Criexanme 00pa3IoB OCYIIECTBIISUIOCH B CPEJIe BAKyy-
Ma CO CKOPOCThI0 HarpeBa 5 °C/MHMH 10 TeMIepaTypsl
1330 °C, BpeMs BbIIEP)KKH COCTABIISIIO 2 Y.

MHKPOCTPYKTYpBl LIEHTPAIBHOTO ydYacTKa M Kpas
cnedeHHoro oopasma u3 cranu 09X 16H4b, noryaeHHOrO
o MIM-TexHOMOTHH U3 TPaHyssIiTa COOCTBEHHOTO MPO-
W3BOJICTBA, MPEJICTABIICHBI Ha PUC. 6.

B pesynbrare meramnorpaduyeckoro aHanmuza oopas-
[[OB YCTaHOBJICHO, YTO MHKPOCTPYKTypa CIIEYCHHOTO
obpasna HeogHopoaHa. CTpykTypa Kpas oOpasia mpen-
CTaBIsIET COOOM MapTEHCHT, a IEHTPAJIbHBIH Y4acTOK
HUMEET 3EPHUCTYIO (PepPUTO-KApOUAHYIO CTPYKTYPY, IpH
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Puc. 6. MUKpOCTPYKTypa LIEHTPaJIbHOTO y4acTKa (a, 6) ¥ Kpas (6, 2) obpa3ua
U3 TPaHy/IsATa COOCTBEHHOTO IIPOU3BOACTBA MOCIIE CIICKAHHS

Fig. 6. Microstructure of the central region (a, ) and edge (6, 2) of the sample
produced from the in-house feedstock after sintering

3TOM HAOJIOMAIOTCS OTACIbHBIC 00JacTH ¢ MapTEHCHUT-
HOU CTPYKTYpOH, a OeNble Y4aCTKH CBHCTEIHCTBYIOT
0 COJIEpP’)KaHUHM OCTATOYHOTO ayCTeHNUTA. TakkKe B CTPYK-
Type OTMEYeHa MUKPOIIOPUCTOCTb, YTO CBOHCTBEHHO JIJIsI
00pa3noB, morydeHHBIX 10 MIM-TeXHOIOTHH.

B Tabm. 2 mpencraBieHbl pe3yibTaThl HCIBITAHUN
(U3HKO-MEXaHUMUECKUX ~ XapaKTEPUCTHK  CIICYCHHBIX

00pa3noB W3 TpaHyIATAa COOCTBEHHOTO IPOHM3BOICTBA
B CPaBHEHUHU C XapaKTEPUCTUKAMH MMIIOPTHOTO TPaHy-
asta Catamold® Steinless 17-4PH u ¢ TpeGoBanusmy,
conepxamumucs B FOCT P 59651-2021.

YcTaHOBIIEHO, UTO (PH3UKO-MEXaHUIECKUE CBOHCTBA
CIIEUEHHBIX 00pPa3loB COOTBETCTBYIOT TpPEOOBaHHSIM
I'OCT P 59651-2021 Ha mnpuMeHseMblii MaTepual

Tabnnya 2. PU3NKo-MeXaHHYeCKHe XapaKTepPUCTHKHU cIleYeHHBIX 00pa31oB

M3 Mopoika Hep:kaperouieii craau 09X16H4b

Table 2. Physical and mechanical characteristics of sintered samples
made from 09Cr16Ni4Nb stainless steel powder

BpemMeHHOe COnpOTHBIIEHHE | YCIOBHBIHN mpeen | OTHOCHTETbHOE
Marepuan [IPH Pa3phIBE TEKY4YEeCTH WHCHHE TIPU el eshiCia
P Py pasp o ok 2 e 0 P p, r/cm? mkane HV10
G,, K'c/MM Gy KIC/MM paspeise, %
OTBITHBIN TPAaHYIST
09X 16H4E 162 106 8 7,87 440
Catamold®
Steinless 17-4PH 81-97 66-76 >6 >7,65 264-301
T'OCT P 59651-2021 He menee 110 He MeHee 93 He MeHee 8 ne menee 7,50 | ne menee 330
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Puc. 7. Mukpoctpykrypa o0pa3iia mociie TepMUIeckoi 00paboTKu

Fig. 7. Microstructure of the sample after heat treatment

U TIPEBOCXOIAIT XapaKTCPHCTUKH MMITIOPTHOTO aHAJIoTa.
CniedeHHble 00pasipl 00J1aIaf0T BBICOKUMHM TTOKa3aTe-
JSIMH TIPOYHOCTH W TBEPAOCTH, YTO CBUACTECIHCTBYET
0 HOBBIIIEHHON XPYIKOCTH 00pPa3IioB.

Jlanee Ha oOpasnax OBUT NMPOBEACH IMKI TEPMH-
gyeckoit 00paboTku cormacHo I'OCT 977-88 mo crenyro-
IEMY PEXKHIMY:

—HopMmamm3anust npu ¢ = 1050 °C (t=30 mun) B
BaKyyMe;

—otmyck mpu ¢ = 600 °C (t = 2 u) B BakyyMe;

— 3aKkaJika ¢ Beiepskko ipu ¢ = 1050 °C (t = 30 mMuH)
B BakyyMe U oxjuaxzaeHueM a0 100 °C;

— obpaboTtka xoomoMm nipu —70 °C (1 = 4 uv);

—otyck mpu ¢ = 300 °C (t = 2 4) B BakyyMe.

O0paboTKka X0JIOOM ObLTa TIPUMEHEHA JJIT YMEHbB-
IIEHHs] KOJIMYECTBA OCTATOYHOTO ayCTEHHUTA U IOBBIIIE-
HUS ero CTaOMIBHOCTH B 00pasmax [24].

[Tocne Tepmuueckoid 00pabOTKM OBLT TMPOBEICH
aHaJN3 MUKPOCTPYKTYpPBI 00pa3IoB, KOTOPHIA MOKAa3all,
4TO CTPYKTYpa IpEACTaBiseT CO0OH CpeqHeUroyibya-
TBI MapTEHCHT OTITyCKa, B HEW Take HaOIomacTcs
oCTaro4yHass MHKPOIIOPHCTOCTb, YTO CBOWCTBEHHO IS
00pa3noB., moirydeHHbIX 10 MIM-texHomoruu (puc. 7).
MHUKpPOIIOPHCTOTh HE KOHTPOJIHMPYETCs, TaK KaK 3aKIIO-

YCHHE O TPHUTOTHOCTH IETaleH OCYIIECTBISIETCS MO
(M3MKO-MEXaHUYECKHM CBOHCTBAM.

OU3NKO-MEXaHUICCKUE CBOMCTBa 00pa3loB TOCHE
TEepPMHUUECKOil 00pabOTKH MpeACTaBICHbI B Ta0MI. 3.

PesympraTel mccnenoBaHMS IOKA3ajiH, YTO IPHME-
HEHHE TePMHUYECKOH 0OpabOTKH IO3BOJISIET JTOOUTHCS
TIOBBIICHAS TIACTUYHOCTH W YMCHBIICHUS] TBEPAOCTH
M XpYNKOCTH MaTepuasia 3a CYeT CHATUS BHYTPEHHHX
HanpsDKCHUH B 00pasiax.

BoiBogpbl

1. Pa3paGoransl Juist npuMeHeHus B MIM-TexHomorum
OTEUYECTBEHHBIC TPAHYJISTHI HA OCHOBE CMECH MOIudop-
MaJTBACTHIHOTO CBSI3YIOIIETO U MTOPOIIIKa HepKaBeromen
ctanu Mapku 09X 16H4b.

2. YCTaHOBIICHO BIUSHHUE COOTHOIICHUS HMCXOIHBIX
KOMITOHEHTOB B CMECH MOJMMEPOB C METaJNTMYeCKHM
MTOPOIIIKOM Ha PEOJIOTHIECKUE CBOMCTBA TPaHYJISITa.

3. OmpezeneHo ONTUMAIbHOE COOTHOIIGHUE MEXKILY
METaJUIMIECKOH ¥ TIONIMMEPHOM YacTAMH TpaHyIsTa.
Haubonee onTuManbHbIM SBISETCS CIEAYIOLIUI COCTaB
rpanyisTa, %: 09X16H4b — 86,5, momudopmansrerum —
11,0, 1B/ - 1,0, CK — 1,5.

Ta6nuya 3. ®u3UKO-MeXaHHYECKHe CBOICTBA 00pa310B U3 MOPoIIKA Hep:kaBewuei craau 09X16H45
nocJie TepMuuecKoii 00padoTku

Table 3. Physical and mechanical properties samples of stainless steel powder 09Cr16Ni4Nb after heat treatment

Bpemennoe VYenosublii npegen | OTHocuTenbHOE
TBepmocTh o IInoTHOCTE
Marepuan COIPOTHBIICHUE TIPH TEKy4YEeCTH VIUIMHEHUE MTPH 5
3 3 o mkane HV10 p, T/cM
PasphIBE, G, KIC/MM Oy KI'C/MM paspsise, %
I'panynsr 09X16H4b 127 107 9 355 7,69
TI'OCT P 59651-2021 He meHee 110 He MeHee 93 HE MeHee 8 He meHee 330 | He merHee 7,50
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4. VccienoBanbl ~ MHUKPOCTPYKTYPBl — CIIEUEHHBIX
0o0pasmoB A0 W TMOCIe TEPMHUYECKOH 00padOTKH.
[Tokazano, uro mus u3nenuid, nmoiaydeHHbIXx o MIM-
TEXHOJIOTUH, IIeJIeCO00pa3HO HCIOJF30BAaTh THIIOBEIC
PEXUMBI TEPMOOOPAOOTKH, MOCKOIBKY CXeMbI (ha30BbIX
MPEBpaleHU HE OTIUYAIOTCS OT TPAJUIUOHHBIX LIS
JTAaHHOTO BHJIA CTaJIH.

5. YcraHoBNIeHO, YTO NOJYy4YEeHHbIE W3 pa3paboTaH-
HOTO TPaHyJsiTa CTaJbHBIC W3/CTHs MO (U3NKO-MeXa-
HUYECKUM CBOWCTBAM COOTBETCTBYIOT TPeOOBaHHIM
HOPMAaTUBHBIX JOKYMEHTOB Ha MPUMCEHICMbI MaTepra
U HE YCTYIAIOT aHAJIOTaM, U3TOTOBICHHBIM W3 UMIIOPT-
HOTO TPaHyJIATA.
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CaMopacnpocTpaHsaowmncs
BbICOKOTEMMNepaTypPHbI CUHTES
BbICOKOAMCNEPCHOMN KOMMNO3ULIUU KEpaMUUYECKUX
nopouwkos Si;N,-SiC c npuMeHeHneM asnpa HaTpus
n nonutetTpadprTopaTUsieHa

W. A. YBapoBa, A. II. AMocoB“, 10. B. TutoBa, B. A. HoBukos

Camapckuii rocyiapcTBeHHbIH TeXHHYeCKHIl YHUBEepPCHTeT
Poccus, 443100, r. Camapa, yn. Monongorsapaeiickas, 244

B3 egundor@yandex.ru

AHHoTayus. TyromiaBkue KepaMH4eCKUE KOMITO3UIIMOHHBIE MaTepUallbl CHCTEMbI «HMTPHJL KpeMHHUs — KapOua kpemuus» (Si;N,~SiC)
00J1a1a10T IIMPOKUM CHEKTPOM LIEHHBIX CBOICTB M HAaXOAAT NPUMEHEHHE B PA3JIMYHBIX MPOMBILIICHHBIX O0NACTIX B KauecTBe
HPEKPACHBIX OTHEYIOPOB, KOHCTPYKIMOHHBIX JKAPOIPOYHBIX MATEPHAIOB B YCIOBHAX OOJBIIMX MEXaHMYECKMX HArpy3oK IpH
BBICOKHX TEMIIEPATypax, JIErKUX (DYHKIIMOHAIBHBIX MATEPHAIIOB JUISl 3aIIUTHI OT MUKPOBOJIHOBOIO M3JIy4CHHs B aBUALMU U KOCMO-
HapTHKe. CBOMCTBA KOMIO3MIMOHHOK Kepamuku Si;N,~SiC MOTyT CyIIeCTBEHHO YJIy4YIIaThCsl HPHU MOBBILEHUU AUCIEPCHOCTH
KOMIIOHEHTOB KOMIIO3HTa, IIPH HEPEXo/ie OT KOMIOHEHTOB MUKPOHHBIX Pa3MepoB K BbICOKoAUcHEepCHBIM (<1 MkM). PaboTa mocss-
IIEHA YCOBEPIICHCTBOBAHUIO ITPOCTOrO SHEProcOEPeraronero MeToa a3uaHoro CaMopacpoCTPaHIOLIEroCst BEICOKOTEMIIepaTyp-
Horo cunresa (CBC) komno3niuii Takux MOpoOLIKOB U3 cMecei nopomika asuaa Harpus (NaN, ) ¥ oJ€eMEHTHBIX TIOPOIIKOB KPEMHHS
W yIJIepo/ia 3a CUET MCIIOIb30BaHHs aKTHBUPYIOLIEeH U KapOuau3upyIolieit 106aBku nmopoikoBoro nonurerpadropatmiena (IITDD).
Ot cMecH (LMXTHI) B HACBITHOM U IPECCOBAHHOM BH/IE CXKUTAINCH B PEaKTOPE C JIaBieHHeM razooopastoro asora 3 MIla. U3meps-
JIMCh MaKCHMAJIbHOE JIaBJICHUE M BBIXOJ] TBEPABIX MPOLYKTOB ropeHus. C IpUMEHEHHEM CKaHUPYIOLIEH 3IeKTPOHHON MHKPOCKOIINH
U PEHTreHO(a30BOr0 aHAJIN3a ONPEEIsINCh MUKPOCTPYKTYpa U (pa30Bbli COCTAaB NPOIYKTOB ropeHus. Vcronb3oBanue 100aBKu
[IT®D no3BoNMIO YCTPaHUTh HEAOCTATKH TpajuIuonHoro asuaHoro CBC xomnosunuit Si;N,~SiC ¢ npuMeHeHueM ralouaHbx
comeit NH,F, Na,SiF, u (NH,),SiF,. Ilpu coXpaHeHHH BBICOKOH HHCIEPCHOCTH CHHTE3MPOBAHHBIX KOMIIO3MIMH MOPOIIKOB
Si;N,~SiC ux ¢asoBbiii cocTas, 0COOCHHO MPH KCMOJIB30BAHMH MPECCOBAHHBIX LIUXT, CTaJl 3HAYMTEILHO OIMAKE K 3a/1aBacMOMY
TEOPETHYECKOMY COCTaBY, CYIIECTBEHHO YBEIMYHIIOCH COAEpKAHUE KapOuaa KpeMHUs B CUHTe3upoBaHHOM npoxaykre Si,N,~SiC
[PH YMEHBIICHHHN COJIEPIKaHUs IIPUMeceil CBOOOJHBIX KPEMHUS M YIIIEPOIa.

KnioueBbie cnoBa: HUTpUL KpeMHHUS, KapOHJ KPEMHUsI, KOMIIO3UIIUK MOPOIIKOB, CAMOPACIPOCTPAHSIONIHIICS BHICOKOTEMIIEPATyPHBIH
CHHTE3, a3H]] HaTPHSL, TIOJIUTETPAPTOPITHIICH, POLYKTHI TOPEHUS, COCTAB, CTPYKTypa
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Self-propagating high-temperature synthesis
of a highly dispersed Si;N,-SiC ceramic
powders composition using sodium azide
and polytetrafluoroethylene

I. A. Uvarova, A. P. Amosov®, Yu. V. Titova, V. A. Novikov

Samara State Technical University
244 Molodogvardeiskaya Str., Samara 443100, Russia

&3 egundor@yandex.ru

Abstract. Refractory ceramic composite materials of the silicon nitridesilicon carbide (Si;N,~SiC) system possess a wide range

of valuable properties and are used across various industrial fields as excellent refractories, structural heat-resistant materials
capable of withstanding high mechanical loads at elevated temperatures, and lightweight functional materials for microwave radia-
tion shielding in aviation and aerospace applications. The performance of Si;N,~SiC composite ceramics can be significantly
enhanced by increasing the dispersion of the component powders, transitioning from micron-sized particles to highly dispersed
powders (<1 um). This study focuses on improving a simple, energy-efficient method of azide self-propagating high-temperature
synthesis (SHS) for obtaining such highly dispersed powder compositions, using mixtures of sodium azide (NaN,) with elemental
silicon and carbon powders, activated and modified by carbiding addition of powdered polytetrafluoroethylene (PTFE). These
charge compositions, in both bulk and pressed forms, were combusted in a nitrogen atmosphere at 3 MPa. The maximum pressure
and solid product yield were measured. The phase composition and microstructure of the combustion products were examined using
X-ray diffraction (XRD) and scanning electron microscopy (SEM). The introduction of PTFE as a reactive carbiding and activating
additive effectively overcame the limitations of conventional azide SHS processes that use halide salts such as NH,F, Na,SiF,
and (NH,),SiF,. In addition to ensuring a high dispersion of the synthesized powders, the phase composition — particularly for
the pressed charges — became significantly closer to the target theoretical composition. Notably, the silicon carbide content in the
Si;N,—SiC product increased substantially, while the amounts of free silicon and carbon impurities decreased.

Keywords: silicon nitride, silicon carbide, powder compositions, self-propagating high-temperature synthesis, sodium azide, polytetra-
fluoroethylene, combustion products, phase composition, microstructure
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BsepeHue
TyI‘OHJIaBKI/Ie KepaMI/I'-IeCKI/IC KOMITO3UIIMOHHbIC
MaTrepualibl CHCTEMbl «HUTPHJ KPEMHUS — KapOua

kpemuus» (Si;N,~SiC) o6nagaroT MmMHUPOKUM CIIEKTPOM
[ICHHBIX CBOMCTB W HAXOAAT NMPUMEHEHHWE B pa3iInd-
HBIX TPOMBIIJICHHBIX oOnacTsax. B mepByro ouepenb,
9TH MaTepHalIbl SBJISIOTCS MPEKPACHBIMU OTHEYTIOpaMu
W MOTYT HCIOJb30BaThCsl MPH BBICOKOH TeMIieparype
(mo 1500 °C) Omaromapsi MPEeBOCXOHOMY COTIPOTHBIIC-
HUIO OKHUCIICHHUIO U TOJI3y4eCTH, XUMHUYECKOW CTaOUIIb-
HOCTH, HU3KOMY KO3(Q(QUIIMEHTY TEPMUYECKOTO PACIIH-
peHHsl, CTOMKOCTH K TerioBoMy yaapy [1]. Takue orne-
YIOPBI MOTYYal0T METOOM PEaKIIHOHHOTO CBS3BIBAHIIS
nopouka SiC yactuunamu Si;N,, CHHTE3UpYEMbIMHU NPsi-
MBIM a30THPOBaHHWEM KPEMHUS B IPECCOBAHHOI MOPOIII-
kxoBoit cmecu SiC u Si B arMoc(epe a30Ta Mpu BICOKUX
temneparypax (1300-1450 °C) B TeueHHEe HECKOIBKUX
yacoB [1; 2]. IIpogykr cuHTe3a mpencTaBisieT coOoi
nByxgasnyro cmech o-Si;N, m B-Si;N,. IlrotHocTh

26

U TPOYHOCTh KOMIIO3UTOB TEM BBINIC, YeM OOJbIIIe
COZIcp)KaHHE BOJIOKHHCTOW KPHUCTAJTMYECKOW  (a3bl
a-Si;N,, KOTOpO€ BO3pacTaeT NPU yMEHBIIEHHU pa3Me-
pos yactunl SiC u Si, a TakKe MPU HATUYUU HEOOBIITNX
mpuUMecei Kuciopoaa B atMochepe a3ora, IMPUBOISIINX
K MHTEHCUBHOMY OKHCIICHHIO Si, 00pa3oBaHuio napa SiO
u razodasnomy cunresy a-Si,N, [1; 2]. Eciau npomsiui-
JICHHO BBIMYCKaeMble KapOWTOKPEMHHEBBIE OTHEYIIOPEI
(6e3 Si;N, B CBOEM €OCTaBe) UMEIOT IPOYHOCTH Ha CHKa-
tue 1o 100 MIla npu nopucroctu nopsinka 20 % [3], To,
HAIpUMEp, PEaKIIMOHHO-CBSI3aHHBIA KOMITO3UT COCTaBa
46SiC-50Si,N,~4Y,0, (%) moxa3pIBaeT NpoYHOCTH Ha
cxarue 319 MIla npu nopucroctu 26 % [1].
Komnosuumnonnsie orueynopsr Si;N,~SiC nosy4aror
TaKkKe JAPYTUMH METOJaMU — (POPMOBAHHEM ITyTEM
MOJTyCyXoro mpeccoBaHust (10 8 % >KHUAKOTO CBS3YIO-
1Iero), miacTudeckuMm QopmoBanueM (10 24 % cBszy-
FOIIETO), MUTUKEPHBIM JTUTheM (110 80 % BozIBI) C TIOCIE-
IOYIOMIAME CYIIKOH W CIIGKaHHEM IIpU TeMIIepaTypax
10 1600 °C [4—6]. B aTux MeTomax B Ka4eCTBE NCXOMHBIX
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MIPUMEHSIOTCSI OOBIYHO CMECH TMOJUIUCTIEPCHBIX MHKPO-
nopomikos Si;N, u SiC ot Tonko# ¢ppakunn (1-5 MKm)
mo kpynHo# (50-200 mMxm) anst obecredeHus: Hanbo-
Jiee TUIOTHOW YIAKOBKH YAaCTHUI[ B MTOPOIIKOBOH CMecCH
U KOHEYHOM Komro3ure. OueBHIHO, HCIOIL30BAHHE
TaKUX CPAaBHUTEIBHO KPYIHBIX ITOPOLIKOB M OOJbIIAs
nopuctocth mnopsiaka 20 % HE MO3BONSIIOT JOCTHYb
B OTHEYIOpaX MaKCHMAIbHO BO3MOXKHBIX 3HAUCHHU
npovHoCTH KommnosuToB Si,N,~SiC, B ToM umcie npu
BBICOKHX TEMIIepaTypax.

Jnst mpumenenns komnosutos Si,N,—SiC B kauecTse
KOHCTPYKIHOHHBIX KapOMPOYHBIX MAaTEPUANIOB B YCIIO-
BUAX OOJNBIIUX MEXaHWMYECKUX HATPY30K IPH BBICOKHX
TeMmIeparypax (Hampumep, B Ta30TypOMHHBIX [BUTra-
TEJIsIX) WIM B Ka4eCTBE BBICOKOTBEPIBIX WHCTPYMEH-
TaJbHBIX M HM3HOCOCTOMKHX MAaTepHalioB HEOOXOIHMO
JIOCTHKEHHE MAaKCUMAaIIbHO BO3MOKHBIX 3HAYCHUH TBEp-
IIOCTH, IPOYHOCTH M BSA3KOCTHU paspymeHus. s 3Toro
UCTIONB3YIOTCSI JPYTHE METOABI M3TOTOBJICHUS KOMIIO-
3UTOB Si3N4fSiC, TTO3BOJISIFOIIME TPUOIM3UTHCS K UX
TEOPETUYECKOH TUIOTHOCTH M TOIyYUTh MTOPUCTOCTH, HE
MPEBBILIAIONIYIO JOJIU IIponeHTa. K HUM OTHOCSTCS: crie-
kanue cMecH nopomkos Si,N, u SiC npu MOBBILIEHHBIX
temneparypax 10 2000 °C (B ToMm uucie ¢ 00pa3oBaHHEM
XKHUIKOM (ha3pl) Oe3 NMPUMCHEHHUS MaBiCHUS; Tropsdce
[IPECCOBaHME; TropsYee H30CTATHICCKOE IPECCOBAHIUE;
HCKPOBOE IUIA3MEHHOE CIEKAHUE; METOIBI aIIUTHBHON
texHosoruu [5; 7-10]. Ilpu ucnonp30BaHUM ITHX METO-
JIOB HEOTHOKPATHO OBLIO IMOKA3aHO, KaK CYIIECTBCHHO
MOTYT YAyYIIaThCSI MEXaHHYECKUE CBOWCTBA KOMITO3H-
LIMOHHOW KEepaMHUKH Si3N4—SiC MIpY TIOBBILIEHUH JHC-
MEPCHOCTH KOMITOHEHTOB KOMITO3UTa, IPU IEPEXoie
OT KOMIIOHEHTOB MHUKPOHHBIX Pa3MEepOB K BBICOKOIHUC-
nepcHbiM (<1 Mxm), cyomukponHbM (0,1-1,0 MKMm)
1 Ha"opa3MepHbIM (1-100 HM) KOMIIOHEHTaM, TIOITOMY
B HACTOfIIEeE BpeMsi 0c000¢ BHUMAaHHE YICISICTCS pas-
paboTKe HAHOCTPYKTYPHBIX KEPaMHUYECKHX KOMITO3H-
toB Si;N,~SiC [11-15]. IIpu 3TOM y HaHOKOMIIO3MTOB
Si,N,~SiC mapsiny C NOBBIIIEHUEM MEXaHUIECKUX
CBOICTB YIyYIIaeTCs U CHOCOOHOCTh K HOTVIONICHUIO
MHUKPOBOJIHOBOTO M3IYYCHHS, YTO BAXKHO JUUIsI IPUMEHE-
HUSI 9TUX HAHOKOMITO3UTOB B KaUECTBE JITKUX (PYHKIIHO-
HaJBHBIX MaTePUAIIOB JUIS 3AIIUTHI OT MUKPOBOIHOBOTO
W3IIyYCHUS B aBHAIIMK U KOCMOHAaBTHKE [16].

Ha nepBbIit B3mIs1/1, MpoIlne BCEro HaHOKOMITO3UTHI
Si,N,~SiC m3rorapnusarh ex situ U3 3apaHee MPUTOTOB-
JIEHHBIX HaHOMOPOomKoB Si;N, 1 SiC myTem UX MexaHu-
YECKOr0 CMEIIMBAHHS, KOMITAKTHPOBAHHUS W CICKAHUSL.
OpHaKo HAaHOTIOPOIIKH OYCHB TOPOTH, TAaK KaK MX HEBO3-
MOXKHO TIONYYHTH IPOCTHIM MEXaHHUECKUM H3MeENbde-
HUEM M3 JICHIEBBIX KPYITHBIX MOPOIIKOB, & TPUXOJUTCS
CHUHTE3UPOBATh PA3TUYHBIME IOPOTOCTOSIIUMH XHUMH-
yecKuMH MeTogamu [ 5]. Kpome Toro, HaHO9aCTHIIBI 00J1a-
TTAIOT CWIIBHOU aAre3uel qpyr K Opyry, 00pa3ys MpOYHEIe
aryoMeparsl, KOTOpPbIE TPYIHO Pa3pylIuTh MPH MEXaHH-

YECKOM CMEIIMBAHHUH, YTO HE TIO3BOJISIET ITOTYYUTh OHO-
POIHYIO CMeCh HaHONOPOILIKOB. Takas HEOJHOPOAHOCTD
MIPUBOJAUT TMPH YIUIOTHEHWH W CIIEKaHUH K 0Opa3oBa-
HUIO 1e(PEeKTOB CTPYKTypBI KOMIIO3HUTA B BHIC OOIBIION
XMMHYECKOH HEOTHOPOAHOCTH, PA3HO3EPHHUCTOCTH, TIOP
u tpeuuH [14]. C 3Toi Touku 3peHHs B Cllyyae BbICOKO-
JUCIICPCHBIX MOPOIIKOB JIyHIlle HCIONb30BaTh HE ex Sifu
MEXaHUYECKHE METONbl CMEIIMBAaHUS NMPUTOTOBICHHBIX
3apaHee KepaMHIECKHUX TIOPOIIKOB, a in Sifit XUMHUICCKHE
METO/IbI IPSMOTO CUHTE3a HY>KHOW CMECH KepaMUYeCKUX
IIOPOLLIKOB U3 UCXOAHBIX peareHTos [1; 14].

N3BeCTHO HECKOIBKO METONOB XUMHYECKOIO CHH-
Te3a CyOMHUKPOHHBIX W HAHOIIOPOIIKOBBIX KOMITO3HUITHA
Si,N,~SiC: nuponu3 KpeMHUICONEPKAIMX MOJTUMEPOB;
MUPOJIN3 METaHa U MOKPBITHE YaCTHL] Si3N 4 BBICOKOTIHC-
MIEPCHBIM YIIIEPOJIOM; KapOOTEepMHUUECKOEe BOCCTaHOBIIE-
HHUE JUOKCHJIA KPEMHHUSI B IPUCYTCTBUHU Ta3000pa3HOTO
a3ota; razodasHele PeaKUUy; IUIA3MOXUMHUYCCKAN CHH-
Te3 [14-21]. Ho amst 9THX METONOB XapaKTEpHO OOIIb-
[I0€ YHEProNOTPEOICHUE N3-32 HEOOXOMMOCTH HAarpeBa
JI0O BBICOKHX TEMIIEpaTyp M JUIMTEIbHBIX BBIJICPKEK,
a TaKKe MPUMEHEHHE IOPOTOCTOSIIUX O0OPYIOBAHUS
u peareHTOB. [loATOMy &aHHBIE METOABI OTrpaHHYH-
BAlOTCSl M3TOTOBJIEHUEM KOMITO3UIIMOHHBIX ITOPOILKOB
B J1a0OpaTOPHBIX YCIOBHSX M HE MepellaHbl B MPOMBIIII-
JIEHHOE MTPOU3BOJICTBO, IJI€ MOCTABIIMKN KEPAMHUYECKUX
MOPOIIKOB TIO-TIPEKHEMY MPOU3BOIAT TOJIBKO MOHO-
(a3HbIC MOPOIIKH, a OOJNBITMHCTBO HAHOKOMIIO3UTHBIX
KePaMHYECKUX TOPOIIKOB TMOJTYYarT TPaJAUIHMOHHBIM
CHoCcOO0M CMELIMBAHUA M U3MENBYCHHS COCTAaBIISIOLINX
ux MoHO(a3HbIX mMmopomkoB [14;15]. Tem He MeHee
XUMHYECKHE METOJbl CHHTE3a KOMIIO3UTHBIX MOPOILKOB
SIBIISTIOTCS TIEPEIOBBIMU U TPEOYIOT JMalbHEHIIero pac-
mupeHus 1 uaaycrpuanusanud. Korga sra nens Oyaer
JOCTUTHYTA, BBICOKOKAUECTBEHHBIC HAHOKOMITO3UTHBIC
MOPOLIKK CTAaHYT KOMMEPYECKH IOCTYIHBIMH, YTO, KaK
OKHMJIAETCs, TTOJOKUTEIBHO CKAXETCsl Ha HKCILTyaTaly-
OHHBIX XapaKTEPUCTHKAX MMPOU3BOAUMON KOMIIO3UTHON
kepamuku [14; 15].

Cpenn XMMHYECKHUX METOJOB CHHTE3a CyOMHKpPOH-
HBIX W HAHOPAa3MEPHBIX IOPOIIKOBBIX KOMITO3UITHHA
Si;N,~SiC Beliensercs cBOEH MPOCTOTOH W JHEpro-
3 PEKTUBHOCTBIO METOJ] CaMOPACTIPOCTPAHSIOMIETOCS
BbIcOKoTemneparypHoro cunre3a (CBC), ocHoBaHHBIH
Ha TOPEHMU HEOPOTUX HCXOAHBIX pEarcHToB [22-24].
B camom mpoctoM ciydae CKUraHUs CMECH MOPOILKOB
KpeMHuS (pa3Mep dacTun d < 15 MKM) B TeXHHYECKOTO
yroepona (d <1 MkM) B Ta3000pa3HOM a30Te MpHU JaB-
aernn 1-7 MIla, Te. B cucreme Si-nC-N,, ropenune
yaaeTcs HHULUUPOBATh NPU COACPNKAHUU CaXH He
6onee n = 0,8, ¥ MPOAYKT TOPEHUS MPEACTABISAET COOOH
KOMITO3ULIMIO TOPOILIKOB Si3N4fSiC C coaepKaHHEeM
5-60 mac. % SiC, ocranbHoe — Si;N, ¢ JOMUHUPYIOIIMM
cofiepkaHueM [-Moau(UKauu ¥ HEOONBIIOE KOJIH-
YECTBO HEIPOPEArHpOBaBIIET0 KpeMHHUS. OCHOBHYIO
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9acTh MPOAYKTA TOPEHHS COCTABISIOT YAaCTHIBI C Pa3-
MepoM 2—3 MKM, XOTsI IPUCYTCTBYIOT U Ooliee KPYITHbIC
¢ pazMepoM 10 15 MKM B BHJIE CTOJIOUATHIX KPHUCTAIIIOB
WM arioMepaToB U3 MEJIKUX YacTHLl.

Hcnonp3oBanne akTUBHpYIOUICH 100aBKH IOPOIIKO-
Boro nosmrerpadropatiiena (IIT®I) (C,F,), B nebob-
moM konuuectse S5—15 mac. % pacmmpsier Ipenelisl
ropenust cucteMbl Si—-C-N, M JJaeT BO3MOXHOCTb TIOIY-
YUTh KOMITO3UTHI C JIFOOBIM COOTHOILICHHEM KOMITOHEH-
toB Si;N, n SiC (ot 0 n0 100 %) ¢ MUKPOHHBIMH pa3sme-
pamu yacTuil U Manoi ponei a-Si,N, [22]. [Ipumenenne
takoii pazHosunHoct CBC, kak azumueiii CBC, B cuc-
temax Si-C-NaN,-I'C ¢ wncnonb3oBaHueM  MOpOII-
KoB kpemHms (Si), Texaumdeckoro ymiepoma (C), asmma
narpust (NaN;) B KaueCTBE a30TUPYIOIIETO peareHTa
u ranouanbix coned (I'C) (NH,F, Na,SiF, u (NH,),SiF,)
B KQUECTBE aKTUBUPYIOIIECH ra3n(puIupyromeics 100aBKku
MO3BOJIWJIO TIPH CXKUTAHUM 3TUX CHUCTEM B HACHIITHOM
cocrosHMM B arMoctepe asora npu aasieHnn 4 Mlla
B peakTope 00beMoM 4,5 1 MOJIy4UTh BBICOKOIMCIIEPC-
HbIE KOMIIO3ULINHI Si3N4—SiC C coziepKaHueM KapOHTHON
¢azer or 1,6 no 41,8 %, onuaromumecs OT CHHTE3UPO-
BaHHBIX paHee ¢ NMPUMEHEHHEM IIpollecca TOPEHHs Kak
Oonee BBICOKOH IHCIEPCHOCTHIO  (IIPEHMYIICCTBEHHO
100-500 aM), Tak u OOIBLIIMM COAEPKAHHEM 0-(a3bl
Si;N, (no 10 pa3 6onbme, yem B-Si;N,) [23-25]. Onnako
9KCIIEPUMEHTAIBHBIC COCTABBl CHHTE3WPOBAHHBIX KOM-
MO3ULMI 3aMETHO OTJIMYAIUCh OT PacYETHBIX TEOPETH-
YEeCKUX COCTaBOB 3HAYUTENHHO OONBINUM COMCP’KaHHUEM
HUTPpHUZIA KPEMHHS U 3HAYUTEIbHO MEHbLICH Hoseil Kap-
Ora KpeMHHUS, a TAaKXKe HAJTMIMEM IIpIMecel CBOOOHOTO
kpemHus (10 5,7 %) u cBobonHOrO yrepoaa (1o 5,1 %).

W3BecTHO, UTO peakuusi CHHTE3a KapOMaa KPeMHUS
13 CMECH 2JIEMEHTHBIX MTOPOILIKOB KPEMHUS U TeXHHUYe-
ckoro yriepona Si + C = SiC sBisieTcst ci1ab03K30TepMH-
YECKOW M ee Hellb3sl MPOBECTU B pekuMe ropenus [26].
OnHaKO MOJKHO ITOBBICHTH PEAKIIHOHHYIO CIIOCOOHOCTB
cmecu Si+ C mpenBapUTEIbHBIM IIOIOTPEBOM, HAIO-
KEHHUEM D3JICKTPUYECKOTO TOJs, MEXaHWYECKOW aKTH-
Ballel, XMMHMUYECKON aKTHBAIMEH, MCIIOIb30BAHUEM
Cpembl ra3000pa3HOr0 a30Ta MM BO3MyXa U NPOBECTU
peakuuio cunTeza SiC B pexume ropenus. Hambomee
mpocThiM U 3(H(HEKTUBHBIM CIIOCOOOM SIBIISIETCS TPH-
MEHEHUE XMMHUYCCKOH aKTUBHPYIOMICH TOOABKHU ITOJIH-
tetpadropstunena (C,F,) , KOTOpOE MPUBOAMT K MOJI-
HoMy TpoTekanuio peakuuu Si+0,9C +0,05C,F, =
= SiC + 0,1F, B atmoc¢epe asora npu nasnenun 3 MIla
u obpazoBanmro gactui SiC o CpeTHUM pa3MepoOM OKOJIO
200 uM [27]. CraguiHOCTh XUMUYECKUX IIPEBPALLEHUN U
CTPYKTYpOOOpa30BaHUs B BOJIHE TOpeHUs cMeceit Si—C—
C,F, mpu otHocuTenbHo Gonbiom conepxkannn [ITOD
(C,F,:C=0,5+3,0) uccnenopana B pabore [28] mpu cxu-
TaHUHM TPECCOBAHHBIX CMECE MOPOIIKOB B arMocdepe
aprona npu pasrnenuu 0,5 MIla. TIpomykTel TOpeHUs
HapsAy ¢ KapOuaoM KpeMHus coxepxainu 16-33 % octa-
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TOYHOTO KPEMHHUS (KOTOPBIH HyKeH AJIsi 00pa30BaHIUS
Si;N, mpu cuntese xomnosumun Si;N,~SiC) n cocro-
AU U3 MOPUCTBIX ariomeparoB pazmepom 10-20 Mk,
BKJIFOYAOLIUX 3aKPUCTAJUIM30BABLIMECS KAIIM KPEMHHUS
u 3epHa SiC BenmmunHoit 0,3—0,7 MxM. bonee Toro, [ITDD
MOYKHO MCHOJb30BaTh HE TOJBKO B Ka4yeCTBE aKTUBUPY-
fomiel 1006aBKM, HO M KaK KapOWIM3HPYIOMIUI pearcHT
BMECTO TEXHUUYECKOTO YIIIEPO/ia IPU TOPEHNUH HACBIITHOM
cmecu Si+ C,F, B ra3000pa3sHOM aproHe npu JaBJIeHUH
0,5 MIla u cunTe3e kapOuIa KPEMHUSI B BHJIC BOJIOKOH
nuamerpoM 100-500 HM ¥ paBHOOCHBIX YACTHI] pa3Me-
pom 0,5-3,0 MKkM, OOBETMHEHHBIX B ariiomeparsl [29].
OpmHako mpu 3TOM BbIXOJ 1O cuHTe3y SiC okazaics
OYEHb MaJl, TOJLKO 0K0os10 10 % oT 001Iel MacChl IIMXThI
IIpopearupoBajo ¢ odpazoBaHueM BarornogodHoro SiC,
OCTaJILHOU MPOIYKT MPEICTABILI COO0H YepHBIN MOpPO-
IIOK W3 ymepoAa M KpeMHus. Takoil pesymsrar ObuI
OOBSICHEH CIIeNyIomel OCIeAOBATEIFHOCTHIO PEaKInit
pu 00pa30BaHUM KapOua KPEMHHS C Y4aCTHEM IOJTH-
terpadropstunena C,F, [28; 29]:

2C,F, — CF,(r) + 2CF(r) + C(18), )

4Si(x) + 2CF (r) + 2CF(r) —
— SiF(r) + 2SiF,(r) + SiF,(r) + 4C(18),  (2)

28iF (r) + 2SiF,(r) — 2,5SiF (1) + 1,5Si(x),  (3)
Si(x) + C(tB) — SiC(TB). 4)

Ha nepBoii craguu (1) mpoucxoauT SK30TepMUIECKOE
paznoxenue [ITOD B 30He mporpesa Ha ra3000pa3HbIC
¢bTopuAbl W TBepIble YACTUIBI yriepoma. Ha mpome-
KYTOUHBIX CTagusx (2) u (3) rasooOpasHbie (TOPHIBI
B3aMMOJIEHCTBYIOT APYT C APYIOM U C YacTULAMH pac-
IJIaBICHHOTO KpeMHus. Ha 3aBeprnaromieit cramuu (4)
B3aMMOJICHCTBYIOT YacTUIbl KPEMHHUS M yriepona (Kak
HCXOIHOTO B BHJE CAXH, TaK M MOIYUYECHHOTO NPH pa3-
noxennn [IT®D) ¢ oOpazoBaHmeM MeneBoro Kapowmma
kpemuus. Jlnst oOpaszoBanust BbIcokomuciiepcHoro SiC
HEOoOXOIMMO BBINIOJTHEHHE BCEX CTaauil, HO peau3a-
IUsT TOJIBKO TIEPBOM CTaJANU MPUBOAUT K 0Opa30BaHMIO
ra3000pa3HbIx (TOPUIOB U yacTHIl caxku [29]. [openue
¢ yuactueM IITOD npoucxoquT ¢ BHICOKOH CKOPOCTBIO
U MHTEHCHBHBIM Ta30BbIIECJICHUEM, COIPOBOXKAAEMBIM
Pa3dpocoM KOMIIOHEHTOB MIMXTHI, IPU KOTOPOM YaCTHIIBI
KpEMHHsI HE MOTYT BCTYIIUTb B PEAKLHIO C YaCTULAMH
yIIepoAa, TaK KaK peakmus MeKAy HIMH MaJOBEpPOSTHA
B oObeMe rasza [29]. Takum 00pazom, muXTa ¢ MIpUMEHE-
HueM [ITOD nomkHa ObITH HE B HACHIITHOM, a B ITPECCO-
BaHHOM BHJI€ M C OOJBIIMM pa3MEpOM MPECCOBAHHOTO
Opuketa (amamerpom 30 MM 1 6oJ1ee), a TAKKE CHKUTAThCS
oy u30BITOYHBIM naBlieHueM raza B CBC-peaktope,
9YTOOBI OABIIATH YXO HMPOAYKTOB pasnoxkeHus [1TDD
u3 30HbI peakiuu [27-30].
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Kak mokazano B Hamredd paborte [31], Takoil mon-
X0J1 BroHE ompasnaan ceds npu azunaom CBC apyroii
BBICOKOJHCIICPCHOI oporkoBoi kommosuiwn AIN—SiC
¢ npumenenueMm [ITDD. Yactuynas 3ameHa ymniepoja
B cocrase KapOummsupyromei cmecu 0,9C +0,05C,F,
MO3BOJIMJIA YCTPAHUTh B OOJIBIIMHCTBE CIIy4aeB pa3ind-
HBIX cooTHomeHu neneBbix Ga3 AIN u SiC HepocTaTku
TpaauuuonHoro azuaHoro CBC ¢ npruMeHeHneM rajiou-
ueix coseit (NH,),SiF, AIF, u NH,F. [Ipu coxpanennn
BBICOKOW JMCIIEPCHOCTH CHHTE3UPOBAHHBIX KOMIIO3H-
it mopomkoB AIN—-SiC nx (a3oBslii cocTaB, 0cOOEHHO
IIPY UCIOJIB30BAHUHU IPECCOBAHHBIX IIUXT, CTAJ 3HAYM-
TEJIBHO OJIMKE K 33/1aBa€MOMY TEOPETUYECCKOMY COCTAaBY,
CYIIECTBEHHO BRIPOCIO conepkanue pas3sl SiC, ncuesnu
HEe)KeNaTeNnbHble M00O0YHBIC (Da3bl HUTPUAA KPEMHHUS
¥ BOJIOHEPACTBOPUMOH conu kpronuta Na,AlF .

[TompITKa MONYYNUTH IIETIEBBIE COCTABBI BBICOKOIMC-
MEPCHOW HUTPHUIHO-KApOUITHONH KOMIIO3UIUU Si3N4f
SiC cormacHO CTEXMOMETPUYECKUM YpPAaBHEHHSAM IIPU
MOJTHOH 3ameHe yriepona Ha [ITDD B ucxomHoit cmecn
pearenToB asuaHoro CBC oxazanace HeymauHoit [32].
B cmyyae HachmHbIX cMeced mueneBbie (asel SiN,
u SiC o0pa3oBBIBAIKCH B OYCHb MAJOM KOIWYECTBE,
a OCHOBHBIM IPOJYKTOM TOpeHus OblI CBOOOIHBIN yIiie-
pon. Takoil pe3ynaprar COOTBETCTBOBAJ pe3yibTaram
pabotel [29] u OOBSICHSUIICS peanu3alnuei TOIbKO Tep-
BOH cTajuu ropeHus ¢ peakusimu (1) u (2) paznoxeHus
[T®D u obpa3zoBanus ra3000pa3HEIX (TOPUIOB KPeM-
HUS ¥ CBOOOJHOTO yriepona. B ciydae mpeccoBaHHBIX
cMecell 3HaYMTeNbHas 4acTh YacTHULl KPEMHHUs YycIe-
Bajla BCTYHHTb B Peaknuio (4) ¢ yacTUIlaMU yIIepoAaa,
nostomy nenesbie paspl Si;N, n SiC 00pa3oBbIBaIUCH
B OOINbIIEM KOJIWUYECTBE, HO H3-3a HAOIIOJAIOIIETOCS
U 31ech pa3dpoca LIMXThl 3aMETHas 4acTb KPEMHHS
ocraBajiach Hempopearuposasmei. [Ipu stom Komu-
9eCTBO CHHTE3UPOBaHHOH (a3bl SiC OBUIO 3HAYUTEITHEHO
MEHBIIIE TEOPETUIECKOTO KOJIMYECTBA COTIIACHO CTEXUO-
METPUYECKUM YPaBHEHUSIM.

B cBa3u ¢ 9THUM, Kak MPOJOIDKCHHUE HCCIEI0Ba-
Huii [23-25; 32], B HacTosIIel paboTe C IENbI0 YBEIu-
YCHUS CONCPKAHUS KapOuaa KpeMHUS M MPHOIIKCHUS
COCTaBa BBICOKOJUCIIEPCHON KOMITO3ULINHU Si3N4fSiC
K TEOPETUYECKOMY COCTaBy OBLIO U3YyYCHO MPUMEHEHHE
B Metozne azugHoro CBC dacTuuHOl 3aMeHBl yriiepoja
Ha [IT®D B cocraBe MCXOAHON CMECH PEareHTOB, T.C.
MIPOBE/ICHO UCCIIENOBAHKE MIPOLIECCa U MPOAYKTOB rope-
nust cuctembl Si-NaN,—C-CF,.

MeToauka uccnepoBaHum

Jnst uccnenoBanus nporecca azunnoro CBC kowm-
no3unui Si;N,—SiC ¢ yacTH4HON 3aMEHO# yriepoaa Ha
[IT®D B cocTaBe MCXOJHONW CMECH pPearcHTOB (IITUXT)
WCIOJIb30BAJIMCh CIEAYIOIUE HCXOAHbIE KOMIIOHEHTBI
muxT (371ech W Janee — wmac. %): TOPOIIOK KpeM-

Hust Mapku KpOO (comep:kaHHEe OCHOBHOTO BEIECTBA
>99.9 %, cpennuii pazmep yactun d =40 MKM); 1Opo-
oK aszuja Harpusi kiaccupurammu «U» (=98,71 %,
d =100 mxm), nomuterpadTopsTHiacH Mapku ITH-40
(99,0 %, d =40 MkM), TeXHHYECKUH yriepon (caxa)
mapku 11701 (=88,0 %, d =70 HM B Buie arioMmeparoB
10 1 MxMm).

ComnacHo pabote [22], ans mosnydeHus: OOJBIIOTOo
cozmepxkanust SiC B KOMITO3UTaX C HUTPHAOM KPEMHUS
HE0O0X0AMMO YaCTUYHO 3aMelllaTh TEXHUYECKUI yriepoa
aKTHBHpYIOLeH KapOuamsupyromeid nodasxoir [ITPD
B komuuectBe 5, 10 u 15 %. Ilpu Takom 3amerneHun
MONTYyYarOTCsl KapOUAM3UPYIOIIUE CMECH TEXHHYECKOTO
yoiepona ¢ [IT®D crnenyromero cocraBa, SKBUBaJICHT-
HbIe | MOITIO KapOUAM3UPYIOIIETO yIIepoa:

0,9C +0,05C,F,, (A)
0,8C +0,1C,F,, (B)
0,7C +0,15C,F,. (©)

B paccmarpuBaemom ciyuae asuanoro CBC Takoit
AKTUBHBIA a30TUPYIOIIMN pEareHT, Kak as3uj HaTpus
NaN,, 100aBiseTcs B IMXTY B KOJIMYECTBE, HEOOXO-
JUMOM JUIsl HelTpanu3auuud (Topa, BBIIEISIOLIETOCS
npu nojaHoM pasiokeHnu [ITDD, u yss3eBanus (ropa
B BojopacTtBopuMoe coenuHenue NaF, nerko ymanse-
Moe u3 npoaykra azuaHoro CBC BogHON HpOMBIBKOM.
B utore crexuomerpuueckue ypaBHeHus azugHoro CBC
KOMIIO3HIIMH TTOPOIIKOB Si3N 4—SiC IUIST 5 MOJIBHBIX COOT-
HOIICHUH [eNeBhIX (a3 HUTpUIA KpEeMHHS U KapOuma
kpemuust: Si;N,:SiC = 4:1; 2:1; 1:1; 1:2; 1:4 — ¢ npume-
HeHueM kapounusupytomux cmeceit (4)—(C) ¢ ITDD
P CKUTAHUU B Ta3000pa3HOM a30Te OyayT UMETh Clie-
JYIOLLUNA BUA;

— s KapOuausupytoniei cmecu (A4):

13Si + 0,2NaN, + 0,9C + 0,05C,F, + 7,7N, =
= 4Si,N, + SiC + 0,2NaF, (5)

7Si +0,2NaN, + 0,9C + 0,05C,F, + 3,7N, =
= 2Si,N, + SiC + 0,2NaF, (6)

4Si+ 0,2NaN, + 0,9C + 0,05C,F, + 1,7N, =
= Si,N, + SiC + 0,2NaF, (7

5Si+0,4NaN, + 1,8C +0,1C,F, + 1,4N, =
= Si,N, + 2SiC + 0,4NaF, (8)

7Si + 0,8NaN, + 3,6C + 0,2C,F, + 0,8N, =
= Si,N, + 4SiC + 0,8NaF; ©)
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— 175 Kapouausupytomiei cmecu (B):

13Si + 0,4NaN, + 0,8C + 0,1C,F, + 74N, =

=4Si;N, + SiC + 0,4NaF, (10)
7Si+ 0,4NaN, + 0,8C + 0,IC,F, + 34N, =
= 28i,N, + SiC + 0,4NaF, (11)
4Si + 0,4NaN, + 0,8C + 0,1C,F, + 14N, =
= Si,N, + SiC + 0,4NaF, (12)
58i+0,8NaN, + 1,6C + 0,2C,F, =
= Si;N, + 2S8iC + 0,8NaF, (13)
7Si+1,6NaN, +3,2C + 0,4C,F, =
= Si;N, +48iC + 1,6NaF + 0,4N,; (14)
— nns kapouausupytomien cmecu (C):
13Si + 0,6NaN, + 0,7C + 0,15C,F, + 7,IN, =
= 4Si;N, + SiC + 0,6NaF, (15)
781+ 0,6NaN, +0,7C + 0,15C,F, + 3,IN, =
= 28i,N, + SiC + 0,6NaF, (16)
4Si +0,6NaN, +0,7C + 0,15C,F, + 1,IN, =
= Si,N, + SiC + 0,6NaF, 17)
5Si+1,2NaN; + 1,4C + 0,3C,F, + 0,2N, =
= Si;N, + 28iC + 1,2NaF, (18)
7Si+2,4NaN, +2,8C + 0,6C,F, =
= Si,N, +4SiC + 2,4NaF + 1,6N,. (19)

CMmecu HCXOIHBIX peareHToB ypaBHeHHU (5)—(19)
¢ Maccoil B cpeqHeM 22 I' COKUTaJIUCh B peakTope a3u-
Horo CBC oObeMoM 4,511 ¢ HayaJdbHBIM JaBJIIEHUEM
raszoo6pasnoro asora B Hem P =3 MIla kak B HacbI-
HOM BHJIE B KaJIbKOBOM CTakaH4YuKe AuaMeTpoMm 30 MM
U BBICOTOM 45 MM, Tak U B BHJIE NPECCOBAHHBIX JIaBlie-
Huem 7 MIla O6puketoB auamerpoM 30 MM U BBICOTOM
B cpegHeM 22 MM. ['opeHne MHUIMMPOBAIOCH JJIEKTPH-
94eCKOW BONB(PaMOBO CHHpPabI0. MaKCHMaIbHOE JaB-
Jenue rasa (P ), BOSHUKAOIIEE B PEAKTOPE BO BpeMs
ropeHusi, GUKCUPOBATIOCH 10 MaHOMETPY. OXJIaXKIeHHBIH
MPOAYKT TOPCHUS M3BICKAJICS M3 PEaKTopa, pa3pyIiancs
JI0 CBIITy4Yero MOPOIIKOOOPAa3HOro COCTOSHUA B dap-
(hOpOBOH CTynKe W OTMBIBAJICS BOJOW OT MOOOYHOTO
nponykta — ¢ropuna nHarpus (NaF). BoicymenHnsiii
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OTMBITHIH MPOIYKT TOPCHHUS B3BEIINBAJICS H 110 Pa3HHIIC
MEKIy MAcCOd WIMXThHI (1m,) ¥ Maccoii npomykra (m, )
omnpenensiach noreps Maccel (Am, %), KoTopast TpaKkTo-
BaJIach Kak pa3dpoc peareHTOB U IPOAYKTOB IIPH UHTCH-
CUBHOM TopeHnu. PazoBbI COCTaB CHHTE3WPOBAHHBIX
MIPOAYKTOB ONPEIEIISIIN Ha IIOPOIIKOBOM PEHTI€HOBCKOM
mudpaxromerpe ARL X'TRA (Thermo Fisher Scientific,
[lIBeiiiapusi), OCHAIIEHHOM PEHTTEHOBCKOW TPYyOKOM
C MeOHbIM aHomoM. PacmmdpoBky mudpakTorpaMm
1 KOJIMYECTBEHHYIO OLEHKY (pa30BOT0 cOCTaBa METOIOM
PutBensna Bemonusan B mporpamme «HighScore Plusy
C UCIIONB30BaHHEM 0a3bl KPUCTAIIOTPAPHUCCKIX TaH-
HeIx COD-2024. Mccnenoanue MOp(hoIoruu U pazmepa
YacTUL[ CUHTE3UPOBAHHBIX KOMIIO3ULMUI MPOBOJWIN Ha
CKaHMPYIOLIEM 3JIEKTPOHHOM Mukpockone JSM-6390A
(Jeol, Smonus).

Pe3ynbrathl M X 0bcyxneHue

B xumnueckux ypaBHeHusx (5)—(19) cocras mpo-
JYKTOB PEaKIUil BRIPAXKCH B MOJISIX, & B OKCTICPUMEHTE —
B Mac. %. Ilpu mepexome OT MOJBHBIX COOTHOILEHHM
HUTpUJA KPEMHHUSI C KapOWJIOM KPEMHHUS K MacCOBBIM
MPOLEHTAM T[OJIy4alOTCsl CIEAYIOLUIME COOTHOLICHHS
JUIT TEOPETHYECKOTO COCTaBa IIEJEBBIX KOMIIO3UIHN
Si;N,~SiC mpu ycnoBuu ynaneHusi BOAOPACTBOPUMOH
no6ouHol comu NaF u3 npoaykroB peaxiwmii (5)—(19):

4:1 — 4Si,N, + SiC =

= 93,3 % Si,N, + 6,7 % SiC, (20)
2:1 — 28i,N, + SiC =
=87,5 % Si,N, + 12,5 % SiC, 1)
1:1 — Si,N, + SiC =
=77,8 % Si,N, + 22,2 % SiC, (22)
1:2 — Si,N, + 2SiC =
= 63,6 % SL,N, + 36,4 % SiC, (23)
1:4 — Si,N, +4SiC =
= 46,7 % Si,N, + 53,3 % SiC. (24)
Pesynbrarel  3KCHEPUMEHTAIBLHOTO  OMPECICHUS
nmapamMeTpoB TOpeHHUA (MaKCI/IMaJ'H:HOI‘O JaBJICHUA

B peakTope P 1 NOTepu Macchl An) HCXOIHBIX HACHITI-
HBIX U MPECCOBAHHBIX MOPOIIKOBBIX CMECEH peaKIui
(5)—(19), a Takxe (pa3oBbIX COCTABOB MPOMBITHIX TBEP-
JIBIX TIPOAYKTOB PEAKIIMi MPEICTABICHBI B TA0JHIIE.

W3 TaOnuLibl CIAYET, YTO HACKIITHBIC IIUXThI ypaBHe-
Huil (5)—(8) He ropsT, a ropeHue IWUXThI U3 ypaBHEHU: (9)
HE NPUBOIUT K 00pa3oBanuio neseBbix (as Si;N, n SiC,
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IlapamMeTpbI ropeHHst HCXOAHBIX MOPOIIKOBBIX cMeceil (ImuxT) peakuuii (5)—(19)
U TEOPEeTHYECKUH U IKCIIEPUMEHTATbHBIN (pa30BbIe COCTABHI MPOMBITHIX TBEP/AbIX MPOAYKTOB peaKIuii
JJ151 HACBIMHBIX U MPECCOBAHHBIX IIUXT

Combustion parameters of the initial powder mixtures (charges) for reactions (5)—(19)
and theoretical and experimental phase compositions of the washed solid reactions for bulk and pressed charges

) ) Coneprxanue (a3 B IPOAyKTax peakiuid, Mac. %
Vﬁ::;;;{:e Sl(fi)“iic Ninﬁe; Am, % Teopust OKCIIEPUMEHT
Si,N, | SiC |a-SiN,|p-SiN,| sic | si | C
Hacpinubie mmxTel
%) 4:1 Hert ropenus
(6) 2:1 Hert ropenus
(7 1:1 Her ropenus
() 1:2 Her ropenus
) 1:4 309 | 389 | 467 | 533 - | - | - | 560 | 440
(10) 4:1 Her ropenus
(11 2:1 3,00 83,8 87,5 | 12,5 30,0 59,0 8,0 - -
(12) 1:1 3,70 46,3 77,8 | 22,2 18,0 56,0 23,0 3,0 -
(13) 1:2 4,02 19,4 63,6 | 36,4 19,0 52,0 27,0 2,0 -
(14) 1:4 4,02 30,6 46,7 | 53,3 22,0 24,0 52,0 2,0 -
(15) 4:1 3,50 58,2 93,3 6,7 40,1 50,7 52 4,0 -
(16) 2:1 3,19 57,0 87,5 | 12,5 35,0 51,4 9,6 4,0 -
17) 1:1 3,89 74,6 77,8 | 22,2 23,3 53,6 20,5 2,6 -
(18) 1:2 4,23 80,1 63,6 | 36,4 20,9 448 30,6 3,7 -
(19) 1:4 4,13 81,4 46,7 | 53,3 20,9 29,1 49,0 1,0 -
[TpeccoBaHHBIE MIUXTHI

5) 4:1 Her ropenus
(6) 2:1 Her ropenns
(7 1:1 Her ropenns
(8) 1:2 3,00 15,0 63,6 | 36,4 58,0 - 35,0 7,0 -
9) 1:4 3,29 9,9 46,7 | 53,3 33,0 26,0 37,0 4,0 -
(10) 4:1 Her ropenus
(11) 2:1 3,29 56,9 87,5 | 12,5 34,2 60,4 54 - -
(12) 1:1 3,45 17,2 77,8 | 22,2 29,0 49,0 16,0 - 6,0
(13) 1:2 3,96 32,4 63,6 | 36,4 25,0 44,0 31,0 - -
(14) 1:4 3,78 27,1 46,7 | 53,3 22,1 37,6 40,3 - -
(15) 4:1 3,54 17,5 93,3 6,7 43,6 49,1 6,3 1,0 -
(16) 2:1 3,78 18,6 87,5 | 12,5 30,2 59,5 10,3 - -
17) 1:1 4,01 12,6 77,8 | 22,2 27,9 48,5 21,6 2,0 -
(18) 1:2 4,04 35,3 63,6 | 36,4 23,0 45,0 32,0 1,0 -
(19) 1:4 4,36 80,4 46,7 | 53,3 23,6 27,9 48,5 - -

TaK KaK IPOIYKTHI TOPSHUS MPEICTABILIIOT COOOM TOIBKO
cMecH CBOOOTHBIX JJEMEHTOB KPEMHHS U YIIEpofa.
Takwue pe3yabpTaThl MOXKHO OOBSICHUTB TEM, UTO YPABHCHHUS
(5)—(9) orpakaroT HCIOIB30BAHUE NIMXT C KapOWINU3H-
pyrotei cMechio (A4), KoTopasi COIEPKUT MUHUMAITbHOE
KOJIMYECTBO aKTUBUPYIOIICH T00aBKU MOIUATETPadTOp-
sruiena (0,05C,F, B 1 Monb KapOMaM3UPYIONIETO yIile-

pona). B To xe Bpems cogepxKaHue MOPOIIKa MaJTOaKTHB-
HOTO KPEMHHUS B OTUX IINXTaX BEJIUKO: OT 4 10 13 MoJb.
W tonpko mmxra ypaBHeHHA (9) ¢ HaMOONBIIUM KOJH-
gecTBoM nosmrerpapropstunena (0,2C,F,) ropur, Ho B
HACBIITHOM COCTOSTHUM JAaeT MPOAYKT U3 CMECH YacTHUIl Si
u C, xak u B pabote [29], n3-3a peannsannu TOIbKO peak-
uuu (1) mepBoil cTaanu SK30TEPMHUUECKOTO PA3IIOKEHHS
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[T®D. U3 Tabnunpl Takxke BHIHO, YTO MPECCOBAHHBIC
wuxThl ypaBHenuit (5)—(7) ¢ comepxanuem 0,05C,F,
nobasku [ITDD He ropsAT, a mMUXTH ypaBHEeHHi (8)
u (9) ¢ nodaskamu 0,1C,F, n 0,2C,F, ropsar, Ho cocta
WX MPOAYKTOB 3aMETHO OTIIMYAETCS OT TEOPETUYECKOTO
COCTaBa HAJIWYMEM 3HAYUTENbHBIX MpUMeceid CBOOOI-
HOTO KPEeMHUSI M MEHBIINM coaepskanueM SiC. 3HaueHus
MaKCHMAJIbHBIX [[aBJIeHUH rasa B peakrope P = 3,00 u
3,29 MIla, koTOpbie HE OTINYAIUCH WA OBLIH OJIH3KA
K HayanbHOMY gaBienuio P =3,00 MIla, a Ttarke
HeOombIINe Pa30pOCHl Macchl MpH ropeHnu Am = 15,0
1 9,9 % cBUIETENBCTBYIOT O HEMHTEHCUBHOM T'OPEHHUH
IIMXT C NMPUMEHEHUEM KapOuausupymomeid cmecu (4).
(CoBnajaromiass ¢ BEJIMYMHOM HaA4yaJlbHOTO J1aBJICHUS
PO=3,00 MIla BeanyuMHa MaKCHMAJLHOTO JAaBJICHUS
npu ropenuu P = 3,00 MIla moxeT ObITh 0OBbsCHEHA
TEM, YTO OJJHOBPEMEHHO C TOBBIIICHUEM JIaBICHUS Ta3a
a30Ta B peaKTope 3a CUeT YBeJIHUEHHs TeMIIepaTypsl Ipu
TOPEHUU TPOMCXOIUT YMEHBIICHWH Macchl ra3000pas-
HOTO a30Ta BBHJY €r0 3HAUUTEJIbHOTO MOMIOIEHUS IPH
00pa3oBaHUM HUTPHUIA KPEMHHA).

OTmeTuM, YTO B aHAJOTHYHOM CIIy4yae MOJYYEHHS
npyroii kommnozunuu AIN-SiC metonom azumanoro CBC
¢ npumeHnenueMm IITDD Bce HachblllHBIE W MPECCOBaH-
HbIC WIMXTHl C HCIIOJIh30BAHNEM KapOUIU3HPYIOLICH
cMmecH (A4) ropenu, IpUyYeM ropeilu MHTEHCUBHO C JOCTH-
JKEHMEM MaKCHMAaJIbHBIX JaBJICHUM B peakrope oT 3,51
110 4,38 MIla, 1 1anu XopoIre pe3ylIbTarhl B TOTYYEeHUN
neneBsIX (a3 AIN u SiC [31]. Takue pe3ynsrars! 00BsiC-
HAIOTCS T€M, YTO B ILMXTaX Ha MOJTYYEHHUE KOMIIO3UIMH
AIN-SiC na 0,05C,F, no6asku IIT®D npuxonunoch
BCEro 1mo 1 MOJbh MaJOakTUBHOTO mopomka Si U oT 1
110 4 MOJb BBICOKOAKTHBHOTO TOpoIIKa Al.

W3 tabmuubsl BUOHO, YTO B Cilydae HPUMEHEHHS
KapOuausupyromed cmecu (B) ¢ yBETHUEHHBIM [0

100

80

60 ¢

40

Pazbpoc maccel, %

20

0 1 1 1
4:1 2:1 1:1 1:2 1:4

Si,N,:SiC

Puc. 1. 3aBucuMocThb pa3dpoca Macchl MPU TOPEHUU
HaChIMHBIX (1) ¥ IPEeCCOBaHHBIX (2) MIMXT C KapOUIAU3UPYIOLIeH
cmechio (C) ot MonbHOTO cootHomenus Si;N,: SiC

Fig. 1. Mass loss during combustion of bulk (Z) and pressed (2)
charges synthesized using carbiding mixture (C),
as a function of the Si,N,: SiC molar ratio
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0,1C,F, xomuuecTBOM akTuBUpytomeh nodasku [ITOD
B 1 MONb KapOMAM3UPYIOMIETO YIIepoxa sl IIHXT
ypaBaenui (10)—(14) He TOpAT TOIBKO IIUXTHI ypaBHE-
Hus (10) kak B HACBITHOM, TaK M MPECCOBAHHOM BHJIC
13-3a HAJIMYUS B 9THX LIMXTAaX CAMOTO OONBIIOTO KOJH-
yectBa (13 MOJIB) MaNOAaKTUBHOTO IMOPOIIKA KPEMHHUSI.
B ocranpnbix ypaBHeHusix (11)—(14) sto kommuecTBO
KPEMHUS CHIKAETCS 10 4—7 MOJb, ¥ ITUXTHI 3TUX ypaB-
HEHUM ropsAT. [opeHue HachbIIHBIX CMeCEW NPOUCXOAUT
0oJlee MHTEHCUBHO, C HECKOJIBKO OOIBITHM CKauKOM JaB-
neHust ¥ pa3dbpocoM Macchl, a3oBbI COCTaB IEIEBBIX
MPOAYKTOB IPH HEKOTOPBIX MOJBHBIX COOTHOIICHHUSX
Si,N, u SiC Onmxe K TEOPETHYECKOMY, YEM B CIIydae
TOPEHUs MPECCOBAHHBIX CMECeH, HO COomepk HT 10 3 %
IIPUMECH CBOOOIHOTO KPEMHHUSI.

Haxownern, u3 TaOMuUIBI BUAHO, 9TO B CIIyYae HCIONb-
30BaHMs Kapoumusupyromieid cmecu (C) ¢ HaUOOIBITNM
konuuectBoM  (0,15C,F,)  akrtuBupyromeid n006aBku
[NT®D B 1 Monbk KapOMAU3UPYIOIIETO YIVIepoAa JUIs
ypaBHenuit (15)—(19) Bce MmUXTHI 3THX ypaBHEHHH
WHTEHCHUBHO TOPSIT KaK B HACBIITHOM, TaK U B IPECCOBaH-
HOM BHUJIE C JOCTIXKCHUEM IMPHUMEPHO OIUHAKOBBIX MaK-
CUMaJIbHBIX J1aBlieHu# B peakTope oT 3,50 10 4,36 MIla.
Pa3zbpoc mMacchl CHIIBHO 3aBHCUT OT MOJBHBIX COOTHO-
wenuii Si;N, u SiC. Ilpu coorHomenuu 1:4 510T pas-
Opoc nocturaer odeHb Oosnbiioro yposHs (80 %) npu
TOPEHUHM KaK HACBIMHOW, TaK W IMPECCOBAHHOM IIMXT.
Ho mpu sipyrux monbHbIX cooTHomenusx SiN, u SiC
pas3bpoc maccel octaercst 6ompurM (ot 57,0 1o 80,1 %)
B CJIyYac HACHIIHBIX IIUXT U CPABHUTEIHLHO HEOOIBITHM
(ot 12,6 mo 35,3 %) B ciy4ae TPECCOBAHHBIX IIHXT.
CocTaB NPOMBITHIX MPOAYKTOB FOPEHUS MPECCOBAHHBIX
[IUXT 3aMETHO JIYYIlIe, YeM HACBITTHBIX IIUXT, © COOTBET-
CTBYET TEOPETUYECKOMY COCTaBy KakK IO COIEpPKaHHUIO
¢a3 Si;N, u SiC npu Bcex COOTHOIIEHUSX ITUX (a3, TaK

60
S g0t 1
g
=
.
= 20F , 3
OT 1 1 1
4:1 2:1 1:1 1:2
Si;N,:SiC

Puc. 2. 3aBHCUMOCTH OTHOCHTEIIBHOTO TeopeThuueckoro (1)
1 dKCIIepUMEHTABHOTO (2, 3) comepkanus ¢assl SiC
B IIPOMBITBIX POIYKTaX TOPEHUs HACHITHBIX (2)
Y TIpeccoBaHHBIX (3) MHXT ¢ KapOuausupytomeii cmechio (C)
OT MOJILHOTO cooTHomenus Si,N,: SiC

Fig. 2. Relative theoretical () and experimental (2, 3)
contents of the SiC phase in washed combustion products
of bulk (2) and pressed (3) charges synthesized using carbiding
mixture (C), as a function of the Si;N,:SiC molar ratio
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Puc. 3. PentreHoBckue Iu(pakTorpaMMbl IIPOAYKTOB TOpeHuUst ipeccoBaHHbIX muxT (15)—(19)
a — mmxTa u3 ypasaenus (15), 6 — (16), 6 — (17),2—(18), 0 — (19)

Fig. 3. XRD patterns of combustion products from pressed charges (15)—(19)
a — mixture corresponding to equation (15), & — (16), 6 — (17), 2— (18), 0 — (19)
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U [0 MCHBIIEMY COACPKAHUIO MpHUMecei CBOOOTHOTO
kpemHust: 10 2,0 % 1mocie ropeHus IpeccOBaHHbBIX MIUXT
u 110 4,0 % mociie TopeHus HACHIHBIX MIUXT. B rpagu-
YECKOM BHUJE€ NOJYy4YECHHbIE IPU HCIHOJIB30BAHUHU Kap-
ounusupytomieid cmecu (C) pe3ynbTaThl HCCICIOBaHUS
pa3dpoca Macchl Ipu TopeHud U copepxkanus passr SiC
B TPOMBITHIX MPOIYKTAX TOPEHUS HACHIMHBIX U MPECCo-
BaHHBIX LIUXT MIPeACTaBIEHBI Ha puc. 1 u 2.

Kak BunmHO 13 puc. 1, pazdpoc Macchl pu TOPEHUH
MIPECCOBAaHHBIX CMEeCeH 3HAUYUTEIbHO MEHBIIE, YeM
B CJIyyac HACBHIMHBIX CMECEH, M TOJBKO IPH COOTHOIIE-
Hun Si;N,:SiC = 1:4 npakTHYECKH COBMANAET M OYEHD
Benuk: 80,4 u 81,4 %. OnHako KCHIEPUMEHT C MIPOBE/Ie-

316,23 am

v
290,69 s
543,32 1 .

/
250,80 M

‘!37]0 M

288,62 uM
A

pe

4

Y
200,00
'\,\ HM

had

360,25 um

245,13 am
348,97 um

396,43 v
3

HUEM TOpPEHUS TAaKOW MPEeCCOBAaHHOW CMECH ISl COOTHO-
menus 1:4 npu noeimeHHoM ¢ 3 10 4 MIla HauansHOM
JaBJICHUU a30Ta B PEaKTOpe IIOKa3aj CYIIECTBEHHOE
cHkeHue (B 2 pasza) pasbpoca maccel 10 41,9 % npu
O6mM3KkoM (ha30BOM COCTaBE MPOMBITOTO MPOIYKTa Tope-
Hus: 0-Si,N, = 42,0 %; B-Si;N, = 51,0 %; SiC = 6,0 %;
Si=1,0 %.

Kak cnemyet u3 tabmuis! u puc. 2, GazoBblil coctaB
MIPOMBITBIX TPOAYKTOB TOPEHHUSI TPECCOBAHHBIX IIHXT
¢ [IT®D B cocrase kapouamupyromeit cmecu (C) rydine
BCETO COOTBETCTBYET TCOPETHUCCKOMY COCTaBy IO
conepxanmio gas Si;N, u SiC npu Bcex MCCIE0BaHHBIX
MOJIBHBIX COOTHOIICHMAX 3THX (ha3. DTOT MONTyUCHHBINA

-
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¥

}11(1.07 HM

|
1 7
) 149,07 nm g

245,85 aM

403,54 am

N

269,98 um

A\
\

7 260,00 um

253,18 um
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v
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—

Puc. 4. MUKpOCTPYKTypa IPOAYKTOB rOpeHusl mpeccoBaHHbIX HXT (15)—(19)
a — mmxTa u3 ypasaenus (15), 6 — (16), 6 — (17), 2— (18), 0 — (19)

Fig. 4. Microstructure of the combustion products from pressed charges (15)—(19)

a — mixture corresponding to equation (15), 6 — (16), 6 — (17), 2— (18), 0 — (19)
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(a30BBI COCTAaB HAMHOTO ONMXKE K TEOPETHUCCKOMY
cocraBy komnosunmii Si;N,~SiC, 4em noiyueHHbIE
paHee pe3ynbTaThl 10 TpaauluoHHOMY asuzHoMy CBC
(6e3 wucnonb3oBanuss I1TPD) ¢ HAMHOrO MEHBIIUM
coxepkanreM (aspr SiC B IPOAYKTE TOPEHHUS 11O CPaB-
HEHUIO C TEOPETUIECKUM cojiepkanueM [23-25].

CHexTpsl pPEHTICHOBCKUX IU(PAKTOTPaMM, MOIy-
YCHHBIC IIPU NPOBEICHUU PEHTIeHO()A30BOTO aHAIH3a
(P®A) mpoMBITEIX MPOXYKTOB TOPEHHS MPECCOBAHHBIX
IUXT ¢ Kapouamsupytomieit cmecwio (C), MpeacTaBIeHbI
Ha puc. 3.

Ha criektpax PDA BuaHbl CUbHBIE PEeQIIEKCHI Iie-
neBbix ¢as Si,N, m SiC, a Taxke cnabbie peQeKch
npuMecH CBOOOIHOTO Si WM OTCYTCTBHE IOCICTHHX.
Hurpun kpemuus npencrasinen apyms dasamu: o-Si;N,
u B-Si;N,. W3 puc. 3 u Tabnuuel ciemyert, 4To Comep-
KaHue 3THX (a3 MPUMEPHO OAMHAKOBO IPH MOJBHBIX
cootHomenusx Si,N,:SiC = 4:1 u 1:4, a ipu ocTanbHbBIX
COOTHOIICHUSIX COZIepKaHue 0-(a3pl MPHUMEPHO B 2 pasa
MeHbIIe conepkanus B-¢as3pl. Takum obOpaszoM, comep-
xaHue o-¢pasbl 3HauuTeNnpHO (0T 30 10 50 %) B cocTaBe
HUTPHUIA KPEMHHUS B CHHTE3UPOBAHHBIX KOMITO3HIIUSIX
Si,N,-SiC.

MHUKpPOCTPYKTYpa CHHTE3WPOBAHHBIX KOMITO3UIIUI
IIpeJCTaBlIeHa Ha puc. 4.

U3 puc. 4 BUIHO, 9TO TIPOAYKTHI TOPEHUSI BCEX Ipec-
COBAHHBIX HIMXT MPEACTABISIOT cOO00H B OOJBIIMHCTBE
CIIy4acB CMECH BBICOKOIUCIIEPCHBIX YaCTHII C Pa3MEpOM
MeHee 1-2 MkM. B mponykre ropeHus MIMXThl ypaBHeE-
nusg (15) mna coornomenuns SizN,:SiC=4:1 naGro-
JAIOTCSl 3HAUUTENBHAS 0N CTOJNIOYATBHIX KPUCTAJUIOB
C TOIEepeuHBIM pasMepoM mopsinka 500 HM U JIIHHOU
0 2 MKM ¥ HeOomblas 1ot 0ojiee MEIKHX PaBHOOC-
HBIX YaCTHUI] U HAHOBOJIOKOH muaMeTpoM MeHee 100 HM.
B nmponyxre ropenns mmxrtel ypaBHeHHS (16) 11 cOOT-
nomenus Si;N,:SiC=2:1 oT™MeyeHbl 3HAYUTEIbHAS
Jonst 6osiee KPYIHBIX CTOJI0YATHIX KPUCTALIOB € TOIIe-
PEYHBIM pa3MEepOM IMOpsiAKa 1 MKM U UIMHOH 70 5 MKM
U PAaBHOOCHBIX YaCTHII pa3MEPOM /10 2 MKM M HEOObIIIas
IIOJIST HAHOBOJIOKOH. [IpOMyKT ropeHus MUXTHl ypaBHeE-
aust (17) mna coornomennem Si,N,:SiC = 1:1 Bbize-
nsieTcst OONBIION I10Jeld HAHOBOJIIOKOH B CMECH C paB-
HOOCHBIMU yacTULaMu pa3MepoM A0 1 mxm. Ilponykr
ropeHusi muXThl ypaBHeHUst (18) st cooTHOIIeHHEM
Si,N,:SiC = 1:2 cOCTOUT B OCHOBHOM H3 arJOMEPaToB
CPaBHHUTEIEHO MEIKUX PABHOOCHBIX YACTHI[ C pa3Me-
poM ot 100 um 10 0,5 MKM. B npoaykre ropeHus muxTel
ypasuenus (19) mnsa coornomennem Si;N,:SiC = 1:4
HaOMIONAIOTCA B OCHOBHOM aIrIoMepaThl 00jiee KPYIMHBIX
PaBHOOCHBIX dacTull ¢ pazmMepoM ot 200 HM 10 1 MKM.

3aknioyeHue

[IpumeHeHne TPAAUIIMOHHOTO II0JIX0/Ia A3UHOTO
CBC ¢ wucnons3oBanuem ranouausix coneir NH,F,

Na,SiF, u (NH,),SiF, B KauecTBe aKkTMBHpYIOIIEH
razudumupyromeicss 100aBKM IO3BOIMIO paHee IpH
CKHTaHMU B aTMocdepe raz000pa3HOTo a30Ta IIUXT U3
cMecell MOPOIIKOB KPEMHHS, TEXHHUYECKOTO YIIepona,
azujia HaTpUs U TAJOWIHOM COJIM TOTYYHTh KOMIIO3H-
UM BBICOKOJHMCIICPCHBIX TOPOIIKOB (<1 MKM) CHCTEMBI
Si,N,~SiC ¢ GonbmnmM comepxanueM o-(hazbl HUTPUIA
KpPEMHUSI, OHAKO COCTaBBbI 3THUX KOMITO3HIIMHA 3aMETHO
OTIMYAIIUCh OT PACUETHBIX TEOPETHYECKUX COCTABOB
3HAYUTEIHHO OOJIBIINM COJCPIKaHIEM HUTPHIA KPEMHHUS
Y 3HAYUTEILHO MEHBIIIUM COJICPIKaHUEeM KapOuaa Kpem-
HUSI, @ TAK)KE HATIMYUEM IPUMECEH CBOOOTHOTO KPEMHHUS
(mo 5,7 %) u cBoboaHOTO yritepoaa (1o 5,1 %) [23-25].

[Ipumenenne B HacTosmiel padore momurerpadTop-
stunena (IITDD) BMecTo TalIOMAHBIX COJICH B Kaye-
CTBE AKTHBHPYIOIICH W KapOHIU3UPYIOMIEH JT00aBKU
C YaCTUYHOHM 3aMEHOM TEeXHHUYECKOTO YINIepoja, a a3uja
HATPHS — B POIIU aKTUBUPYIOLICH a30TUPYIOIIeH T00aBKH
B KOJTMYECTBE, HEOOXOIMMOM 15 HelTpanu3anuu hropa,
BBIJICIISFONIETOCS] TIPU  MTOJIHOM  pazioxennn [[TDD,
AKTUBU3UPOBAIIO TOPCHHUE CMECEH MOPOIIKOB KPEMHHS 1
yraepoaa B arMocgepe a30Ta ¥ CYIIECTBEHHO yYBEITHYIIO
cofiepKaHuEe KapOuJa KpEeMHHsS B CHHTE3MPOBaHHOM
npoxykre Si;N,~SiC, yMEHBLIMB IPH 5TOM COIEPIKAHHE
npuMeceld CBOOOIHBIX KpeMHHS W yriepoxa. Jlydinue
pe3yIbTaThl OBLUIH IOMYYCHBI IIPH HCIONB30BAHUU Kap-
onmmupytomeit cmecu (C) ¢ HaMOONBIIMM COnIEpKa-
nuem IIT®D 0,15C,F, +0,7C, uro obbscHsaeTcs 00Mb-
MM COJIEpYKAHUEM TMOPOIIKA MaJIOAKTUBHOTO KPEMHHS
(ot 4 mo 13 MONb) B MIMXTaxX IS CHHTE3a KOMITO3HIIHA
Si,N,~SiC no cpaBHeHHMIO, HalpUMep, C aHaJIOTH4-
HbIM ciydaeMm npumenenus: [ITDD mis azuanoro CBC
xomnosumidt AIN-SiC. B mocnenneMm cirygae mydiime
pe3ynpTaThl OBUIM JTOCTUTHYTHI TPU HCIONB30BAHUH
KapOuIu3upyromen cMecu (4) ¢ HaMMEHBIIUM COAEpKa-
nuem IIT®D 0,05C,F, +0,9C B muxrax, comepiKaimx
BCEro o 1 MOJb MaJOaKTHBHOTO TMopomika Si u oT 1
110 4 MOJIb BBICOKOAKTHBHOTO Iopomika Al.

Ha ocHoBe momy4eHHBIX pe3yJbTaTtoB MO paszdopocy
MAaccChl IIPU TOPSHUH U 10 (Pa30BOMY COCTaBY HMPOIYKTOB
TOPEHHS MOYKHO PEKOMEHJIOBATh UIsl TIOJYyYEHHS KOMIIO-
3uumi oporkos Si;N,~SiC npumenenune ropenus npec-
coBaHHBIX WUXT azuaHoro CBC npu yacTuyHON 3ameHe
0,3 monb yrepona Ha 0,15 monb [IT®D npu HavanbHOM
JIABIICHWU ra3000pa3zHoro azora B peakrope 3 Mlla (umm
4 MIla mis yMeHbIIeHHs pa30poca Macchl IPOIYKTa MPH
coornomennn ¢as Si,N,:SiC = 1:4). TIpoayKTsl Takoro
TOPCHUSI TIPEACTABIISIOT COOOW B OONBIIMHCTBE CITydacB
CMECH BBICOKOJMCIIEPCHBIX YaCTHUI[ C pa3MepoM MeHee
1-2 MKM M 3HaYMTENIbHBIM cofepkanueM o-hassl (0T 30
10 50 %) HUTpHUIa KPEMHHUSI B CHHTE3MPOBAaHHBIX KOMIIO-
sunmsx Si,N,—SiC, pa3osblii cocTaB KOTOphIX OyneT 3Ha-
YHUTEJLHO OJNMKE K PACYETHOMY TEOPETHIECKOMY COCTaBY
[EJIEBBIX KOMITO3HIIAHI Si3N rSiC, YeM B CIIy4ae TpaJuliu-
onnoro azuaHoro CBC 6e3 ncnons3oBanus [1TDD.
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BnuaHue okcmuaa MarHus
Ha MMKPOCTPYKTYPY U Me@xaHU4YeCcKue CBOUCTBA
KepPaMMUKU Ha OCHOBe AMOKCUAA LUPKOHMUS,
cTabnnmMsnmpoBaHHOIro OKCUAOM UTTPHUSA

E. [I. Kysbmenko “, C. B. Marpenus, A. P. Hacpip6aes

HanmnonanbHblii HccaenoBaTenbckuii Tomcekuii monnTexHnyecKuii yHUBepCUTET
Poccus, 634050, r. Tomck, np-t Jlennna, 30

&3 kuzmenko70egor@yandex.ru

AHHoTayums. [TpoBe/icHbI ClICKaHHE U HCCIIEI0BAaHUE KOMITO3UIIMOHHBIX KEPAMHYECKHX MaTEPHAIOB Ha OCHOBE HAHOCTPYKTYPHPOBaHHBIX
nopomkos MgO-ZrO,. JIMOKCHA UMPKOHHUS OBLI JOTIONHUTENBHO CTAOMIM3MPOBaH 3 MOJ. % OKCHIOM HTTpus. IIpumensembie
HAHOIIOPOIIKH MPEBAPUTETEHO 00pabaThIBAINCE METOJOM MEXaHOAKTHBAIMH C TIOMOIIEIO ITAHETApHOH MapOBON METBHUIIBI IPH
9acToOTe BPANIEHNUs Pa3MONBHBIX cocynoB 10 I'm. B kxauecTBe MemOMmuX Tel HCIIOIb30BaHBI MAaphl U3 JHOKCHAa nupkoHus. [loaro-
TOBJICHHBIE TIOPOIIKH OBLTH CIIpeccoBaHbI pH AaBieHnH npeccoBanus 50, 100, 200 u 300 MITa. [TomyueHHbIE TPECCOBKU CIEKAIHChH
B BBICOKOTEMIIepaTypHoit meun pu remneparype 1700 °C. Ha monrotoBiaeHHOH MOTMPOBAHHON IIOBEPXHOCTH CIIEYEHHBIX 00pa3IioB
MIPOBEAEHBI MUKPOCTPYKTYPHBIE HCCIEIOBAHUS METOJIOM PacTPOBOM 3IEKTPOHHON MUKpocKonuu. Beimonneno EDX-kaprupoBanue
JUTSL BBISIBIICHUSI PacIIpe/ieNIeHsI 3IEMEHTOB, YCTAHOBJIEHO HaIW4Me ABYX (a3 Bo Bcex M3ydeHHBIX oOpasmax. [ onenku >¢dex-
THUBHOCTH BIIMSHHS CTAOMIM3HPYIOMNX J00aBOK Ha MOIMMOP(HOE MPeBpaIieHne JHOKCHIA INPKOHNS OCYIIECTBIEH PEeHTTeHO(ha-
30BbIH aHaNN3. B X071€ BccnenoBanus onpeeNeHs! MOPHCTOCTh MaTePHAIOB U €€ 3aBICUMOCTH OT JIaBJICHHS IIPECCOBAHUS U COAEP-
JKaHMS OKcuaa MarHus. [Ipu mpoBeneHnH nHAEHTHPOBaHUS Ha pubdope «Nanolndenter G200» M3ydeHBl MEXaHUYECKHUE CBOHCTBA
00pa3noB — TBEPAOCTh O MapTeHCy U MOIYIb YIPYTOCTH, a B X0z€ Scratch-TecTHpoBaHKs HA JaHHOM 00OPYIOBaHHUHU — HX MPEIeT
MIPOYHOCTH Ha M3rH0. [0 MeToxy MHAEHTHPOBAHNS C HCTIOIB30BAHIEM 3aBHCHMOCTH Mapiana—JBaHca OIpe/ieNieHa TPEIHHOCTOH-
KOCTB 00pasIoB. B xoze mccneioBaHms yCTaHOBICHO BIMSHIE JOOABOK OKCH/IAa MAaTHHS HA (DH3UKO-MEXaHHIECKHE CBOMCTBA KOMITO-
3UTHOM kepamuku MgO-ZrO,.

KnioueBbie c/oBa: 1UOKCH]] LIUPKOHMS, OKCHJ MarHus, HAaHOCTPYKTYPHUPOBAHHBIE MOPOIIKH, aKTHBHPOBAHHOE CIIEKaHHE, KepaMHKa,
HaHoOMHJeHTUpoBanue, EDX-kapTupoBanue

BbnaropgapHocTy: ViccnenoBanue BBIOIHEHO C UCIONIB30BaHHEM oOopynoBaHus lleHTpa KoUIeKTHBHOrO moib3oBaHus Haywano-oOpa-
30BaTeNILHOTO LeHTpa «Hanomarepuansl 1 HAHOTEXHOJIOTHI» TOMCKOTO MOJUTEXHUYECKOTO YHHBEPCUTETA MPH MOAIEPIKKE TPOEKTa
Munno6puaykn Poccnu Ne 075-15-2021-710.

Ana untuposanms: Kysomenxo E.JI., Marpennn C.B., HacbipbaeB A.P. BiausHue okcuia MarHusi HA MUKPOCTPYKTYPY W MEXaHH-
YeCKHe CBOMCTBA KEpaMUKH Ha OCHOBE JMOKCH/IA LIMPKOHMS, CTAOMIN3UPOBAHHOTO OKCUIOM UTTPUSL. HM36ecmust 8y308. [lopowko-
6asa memannypeus u GyHxkyuonanvuvie nokpvimus. 2025;19(3):39—47. https://doi.org/10.17073/1997-308X-2025-3-39-47
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W3BECTUA BY30B

Effect of magnesium oxide
on the microstructure and mechanical properties
of yttria-stabilized zirconia-based ceramics

E. D. Kuzmenko %, S. V. Matrenin, A. R. Nassyrbayev

National Research Tomsk Polytechnic University
30 Lenin Prosp., Tomsk 634050, Russia

&3 kuzmenko70egor@yandex.ru

Abstract. In the present work, sintering and investigation of composite ceramic materials based on nanostructured MgO-ZrO, powders

were carried out. Zirconium dioxide was additionally stabilized with 3 mol. % yttrium oxide. The nanopowders were pre-treated
by mechanical activation using a planetary ball mill at a rotation frequency of 10 Hz. Zirconium dioxide balls were used as the grinding
media. The prepared powders were compacted at pressing pressures of 50, 100, 200, and 300 MPa. The compacts were sintered in
a high-temperature furnace at 1700 °C. Microstructural studies were performed on the polished surfaces of the sintered samples
using scanning electron microscopy (SEM). EDX mapping was conducted to determine the elemental distribution, confirming
the presence of two phases in all samples. To evaluate the effectiveness of stabilizing additives on the polymorphic transforma-
tion of zirconium dioxide, X-ray diffraction (XRD) analysis was performed. The porosity of the materials and its dependence
on the pressing pressure and magnesium oxide content were also assessed. Mechanical properties such as Martens hardness and
elastic modulus were measured using a NanoIndenter G200, while flexural strength was evaluated by scratch testing on the same
device. Fracture toughness was determined by the indentation method using the Marshall-Evans approach. The influence of magne-

sium oxide additives on the physical and mechanical properties of the MgO-ZrO, composite ceramics was established.

Keywords: zirconium dioxide, magnesium oxide, nanostructured powders, activated sintering, ceramics, nanoindentation, EDX

mapping

Acknowledgements: The research was carried out using the facilities of the Shared Research Center “Nanomaterials and Nanotechnolo-
gies” of Tomsk Polytechnic University with support from the Ministry of Science and Higher Education of the Russian Federation,

Project No. 075-15-2021-710.

For citation: Kuzmenko E.D., Matrenin S.V., Nassyrbayev A.R. Effect of magnesium oxide on the microstructure and mechanical
properties of yttria-stabilized zirconia-based ceramics. Powder Metallurgy and Functional Coatings. 2025;19(3):39-47.

https://doi.org/10.17073/1997-308X-2025-3-39-47

BsepeHue

Kepamuka Ha OCHOBE THOKCH/A IIMPKOHUS TIOIyYHIIa
IIMPOKOE MPUMEHEHHE B PA3JIMYHBIX OONACTIX HAyKH
Y TEXHHUKH OJarofapsi CBOMM BbINAIOLIMMCS CBOHCTBAM.
JlanHbIii MaTepuan o0JIaaeT BBICOKOW TPEUUHOCTOM-
KOCTBIO [ 1], HU3KUM KO3 hUIIMeHTOM TpeHUs [2], 3HaYH-
TEITLHOW U3HOCOCTOWKOCTBIO ¥ TPOYHOCTHIO [3]. B cBsizn
C 3TUM KepaMHUYeCKHe MaTepHhalibl Ha OCHOBE JHOKCHUA
[IUPKOHUS ITUPOKO HCTIOIB3YIOTCSI B CTOMATOIOTHH [4],
JUTSL M3TOTOBIICHHSI HMIUIAHTOB TOJIOBOK Ta300€APCHHBIX
CyCTaBOB, a TaK)K€ PEXKYIIETO MHCTPyMEHTa, TeJl Kaue-
HUS TTOJIIIAITHUKOB, TEPMOCTOMKHUX JIEMEHTOB M BO MHO-
TUX JPYTHX cepax.

OfHako B CWIIy TPHUCYIIETO JAUOKCHIY LHUPKOHHS
(dazoBoro mepexosa B MOHOKJIMHHYIO MOAH(DUKALINIO
Y IPOMCXOAIIMX B CBSI3U C 3TUM OOBEMHBIX U3MEHEHHH
Marepuaia HaKJIaJblBaeTCs psll OrpaHUYEHUH B MpOU3-
BOJICTBE M3JIEJMI W3 JaHHOTO Marepuana [5]. B wacrt-
HOCTH, HeOOXOTMMO BBEACHHE CTAOMIH3UPYIOIINX 100a-
BOK, B POJIM KOTOPBIX Yallle BCEr0 BBICTYNAIOT OKCHJIBI
UTTPHSL, KaIbIWs, Iepusi. B pe3ynbrare BBeIeHUS CTa0H-

40

JIN3aTOPOB CTAHOBUTCS BO3MOXHBIM IPENOTBPATUTD
(ha30BBIi MEpexosl BBUAY CO3JAHUSI TBEPJIOTO PacTBOpa
3aMELIeHNs Ha OCHOBE JUOKCHAA LIMPKOHUS U BBEIEH-
HOU n00aBkH. IIpy ATOM HMOHHBIA pajuyC 3JIEMEHTOB
3aMelleHus OIU30K K paauycy nona (Zr*"), onnaxo mpe-
BBIIIAET ero [6].

[IpenotBpamenne (azoBoro mepexoma MOXeT OBITh
BBITIOJIHEHO U JPYTMMHU METOAAMH, KOTZIa KOMITIOHEHTBI
He 00pasyloT TBEpAbIX PacTBOPOB. Tak, CyILIECTBYeT
CIOCO0 CTAOMIN3ALNH MPU CO3JaHUU KOMIIO3UIIMOHHOTO
marepuana Ha ocuose Al,0,~Zr0O, . bnaromaps BeicokOMy
Moxayaro KOHra okcujga amOMHUHUS M MEHBIIEMY TEIUIO-
BOMY PacCIIMPEHUIO JaHHOT'O MaTepuala, ocjie CeKaH!s
o0pa3zyeTcs JKeCTKas MaTpHla, B KOTOPOH paBHOMEPHO
pacnpeneseHbl YacTULbl JUOKCUAA LIUPKOHUS, HaXO.sd-
LIMeCs B MOJIE CKUMAIOIIMX HampsbkeHnd. B pesynbrare
IFOKCH]] IIMPKOHMS HE TIPETepIieBacT MOIUMOP(HOTO
MPEeBpalICHUs M U3-32 KOMIIO3UIIMOHHOW CTPYKTYPHI
CTAaHOBUTCSl BO3MOJKHBIM JOCTHIKEHHE YITyYIIEHHbIX
MEXaHUYeCKHX CBOUCTB [7]. B kauecTBe MaTpHIIbl TAKKe
MOTYT UCHOJIb30BATHCS OKCUJI MarHus, HUTPUJ KPEMHHUS
U JIpyTue BEICOKOMOYJIbHbIE BKIIIOUCHUS [8§].
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CymiecTByeT BO3MOKHOCTh CTaOMIIM3AIUH THOKCH 1A
OUPKOHKS ITyTEM BO3ICUCTBHS Cpasy HECKONBKUX (ak-
TopoB. OITHAKO CO3/IaHUE CIOKHBIX OKCHIHBIX CHCTEM,
COCTOSIIIUX M3 TPeX HWIU Oojee KOMIIOHEHTOB OKCHI-
HBIX KEpPaMHUK, HE HM3Y4YCHO B JIOCTATOYHOW CTETICHH.
Tak, B pabote [9] oleHEHO BIMSHME MaIbIX JTOOABOK
(mo 2 mac. %) MgO na kepamuxy ZTA-CeO, . bouio ycra-
HOBJIEHO, YTO B3aUMOCBS3b J0OABKU U IIOJIy4aeMbIX MeXa-
HUYECKUX CBONCTB B JaHHOW KepaMHKe HEJTMHEWHA, U OHU
JOCTHTAlOT HamOoJee ONTUMATBHBIX IOKAa3areleld IpH
BBeaeHnu 0,5 mac. % MgO, 4To 00BSCHSETCS aBTOpaMH
TIPOLIECCOM TMOJTy4eHus IBYX HOBBIX (a3 — MgAl,,CeO
u MgALO,. B ny6nukamuu [10] ormeuanock, 4ro npu
YBEJIIMYEHUH COIEpPXKAHUSA OKCHAa MarHus 10 8 mMoi. %
TPEIUHOCTOMKOCTh BO3pPACTaeT, a TBEPIOCTh CHHXKa-
ercs. B pabore [11] npu BBenenuu k kepamuke Mg—PSZ
OKCHJIa UTTPUS HAOIIOIAIOCH KaYeCTBCHHOE MOBBIIIICHUE
TBEPJIOCTU Marepraia ¢ He3HAYUTEJIbHbIM YMEHBIIEHUEM
TpemuHOCTOMKOCTH. [IpoBeieHHbIe MCCIeI0BaHusl CBU-
JIETEIBCTBYIOT O 3HAYUTENILHON MEepPCHEeKTUBE B IOJIy4e-
HUM KOMIIO3UTHBIX KEPAMHUK Ha OCHOBE TUOKCHJIA IIUPKO-
HUS ¢ 100aBKaMHU OKCHJIOB MarHusi U UTTPHSL.

Lenpro HacTosimel paboThI SIBISUIOCH OMpEeTCHHE
BIIMSIHUA COIEPKaHHUsI OKCHAA MarHus Ha MHUKpPOCTPYK-
Typy M MEXaHWYECKHE CBOWCTBA KEPaMHUKH CIOKHOM
OKCHIHON CUCTEMBI: MgOerOfYZOy

MeToauka uccnegosaHum

B mpoBeneHHOM wHCCienOBaHWUM OBUTH HPUMEHEHBI
HaHOpa3MepHbIC TIOPOIIKH TUOKCHIA ITUPKOHHUS MapKH
YAIIO BTY 4-25-90, momyuyeHHbIE METOAOM ILIa3MO-
XUMHYECKOTO CHHTE3a, CPESAHUN pa3Mep YacTHIl KOTO-
peIx coctapisul 500 HM, 1 MUKPOHHBIE IPOMBIILIJICHHbIE
MOpOLIKK Okcuaa marHus mapku MPTVY 6-09-3391-67
¢ pasmepoMm vactul MeHee 40 MKkM. YncToTa MOPOIIKOB
cocrasisna 99 %.

B nopoiok guokcuga HUPKOHUS BBOAMIIACH J100aBKa
3 mon. % oxcuaa utTtpusi. Ha ocHOBe JaHHBIX TOpOII-
KOB OBUTH TMOATOTOBIIEHBI CMECH CIIEIYIOIIUX COCTABOB,
moi. %: 2MgO-98Zr0, ; 4Mg0-96Zr0O,; 8Mg0-927r0,;
16Mg0O-84Zr0O,. CoOTHOLIEHHSI KOMIIOHEHTOB B MacCo-
BBIX M MOJIBHBIX JIOJISIX YKa3aHbI B TaOJIHIIE.

CooTHOIIEHHE KOMIIOHEHTOB
B MOPOLIKOBBIX CMECSIX

Composition of powder mixtures

CocraB cMecu

mac. %
0,65Mg0-99,35Zr0,
1,33Mg0-98,67ZrO,
2,75Mg0-97,25Zr0,
5,83Mg0-94,17Zr0,

MoIt. %
2Mg0-98Zr0,
4Mg0-96Z10,
8Mg0-927r0,
16MgO-84Z7r0,

Hccnenyemple MOpOMmKH OBUTM  HPEABAPUTEIHHO
MEXaHOAKTHBHUPOBaHbl. MeXxaHOAaKTUBALHS IIPOBOAMIIACD
B IIAaHETapHOM 11apoBOH MenbHUILlE «AKTuBarop-2SLy
(MaIMHOCTPOUTENbHBINA 3aBOJ «AkTHBarop», I. HoBo-
CUOMPCK) MO CIIEAYIONIEMY PEKUMY: 4aCTOTa BpaIICHHUS
pasmonbHbIX cocymoB — 10 I'm, Bpems oOpaboTku —
10 MUH, OTHOIIEHHE MacChl Pa3MOJIbHBIX IIAPOB U3
JMOKCHA HUPKOHUA K Macce Mopoukos — 3:1.

[loaroToBnenHsle cMecH ObUTH CPOPMOBAHBI C MPH-
MEHEHUEM IUTacTH(UKaTopa — KapOOKCHMETHIILEILIIO-
no3el — npu aasnenusix 50, 100, 200 u 300 MIla no
METO/y OIHOOCHOTO IpeccoBaHusl. Jlanee mpoBOAUIOCH
CIIEKaHHE O0Opa3loB B BBICOKOTEMIICPATYPHOU IeUn
pu Temreparype 1700 °C ¢ BbIIEp KON IIpH 3aAaHHOM
temneparype 1 4. IlmoTHOCTH HccnmenyeMbIx 00pasioB
ObUIM OIpeNesIeHbl METOIOM T'MIPOCTaTUYECKOTO B3Be-
muBaHusA. IlonydyeHue KOMIIO3UIIMOHHON CTPYKTYpBI
C BO3MOYKHBIMU HOBBIMH TBEPIBIMU PACTBOPAMH OCIIOXK-
HSICT OTIPE/ICTICHNE TEOPETHUECKOM MIOTHOCTH, IIO3TOMY
MIOPUCTOCTh MaTepualia OLEHUBAJIM HAa OCHOBAaHHUH
MHUKpoQoTOorpaduii MOBEPXHOCTH 00pAa3IOB, MOTyUYCH-
HBIX IPU MOMOILU PACTPOBOM 3IEKTPOHHOM MUKPOCKO-
UM TIpU MaibIX yBenmueHusax (200%), mo cxeme, mpen-
cTaBJeHHOHU B pabotax [12; 13].

C ucTonp30BaHUEM PACTPOBOTO IEKTPOHHOTO MHK-
pockoma «Zeiss EVO 50» (Carl Zeiss, ['epmanust) Obu1H
BBITIOJTHEHBI HCCJICIOBAHUS IMOBEPXHOCTH OOPA3IIOB,
a TaK)Ke UX dJeMeHTHbIN ananu3 — EDX-kaptupoBanue.

®Da30BbIil COCTaB MaTepUAIOB ObLT U3YYCH METOIOM
PCHTTCHOBCKON IU(pPAKTOMETpUH Ha IH(PAKTOMETPE
XRD-7000 (Shimadzu, fnonus) ¢ CuK ,-usinyvenuem
(L =1,5406 A) co cTymneHYaTHIM CKAaHMPOBAHHEM B JIHa-
nazone 20 = 10+90°. Unentnduxanuio 1uppakinoHHBIX
MMKOB MPOBOJIWIIN C MOMOMLIbIO nporpammel «Crystallo-
graphica Search-Match» 1 6a3bl CTPYKTYPHBIX JaHHBIX
PDF4+. PeHTreHOCTpYKTYpHBIN aHaln3 OCYIIECTBISUIH
¢ wucnonp3oBaHueM mnporpammbl  «PowderCell 2.4»
u 0a3bl CTPYKTYPHBIX HaHHbIX PDF4+.

MexaHu4ecKkrue CBOWCTBA HCCICAYyEMBIX 00pasloB
n3yvanu Ha mpudope «Nanolndenter G200» (KLA-Tencor,
CILIA), ocHameHHOM anMa3HOW mupamMuaoil bepkosuua,
rpu Harpy3ke Ha uHAeHtop S00 MH. Beimn onpeneneHs
TBEPAOCTH 00pa3oB Mo MapTeHcy, MOAYIH YIPYTOCTH
IIpU aHaJU3e KPHUBBIX HarpyxkeHus. I1o metomy Scratch-
Test ObUTH YCTaHOBJIEHBI MPEAENIBI TPOYHOCTH MPH
HMHAEHTUPOBAaHUH 00pa3loB. JlaHHBIH METOIl OCHOBaH Ha
HAaHECCHWU IIApalMHBl HAa HCCICAYeMYyI0 IMTOBEPXHOCTH
oOpa3ia ¢ TMHEHO Bo3pacTaromeit Harpyskoit 1o 10 mH
U TOCIEAYIONIEM H3MEPEHUH DIIyOMHBI TPEIIMHBI U ee
UPUHBL. MeToauKa HaHOWHAEHTHPOBAaHUS IMOAPOOHO
ornurcana B padbotax [14; 15]. C npuMeHeHHeM TBepIoMepa
Bukxkepca [IMT-3 (OAO «JIOMOw, 1. Cankt-IlerepOypr)
ObUTa OIpesieNeHa TPEUIMHOCTOMKOCTh HCCIEeTYeMbIX
00pa31oB 1Mo Metoay uHaeHTupoBanus [16]. HaBenenue
TPELUH OCYIIEeCTBIIUIOCH IIpu ycuiuu 5 H.
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PesynbTaTbl U X 06cyxaeHue

[Tociie mpoBeieHUs CIIEKaHUs 110 3aJJAHHOMY PEXKUMY
OBLTHU MOJTYYCHBI 00pa3Lbl BEICOKOH TUIOTHOCTH (pHC. 1).
Cpenu wmccieyeMbIX COCTaBOB HAWOOINBIICH TUIOT-
HOCTBIO OTIIMYAIIMCH 00pasibl (Mo, %) 8MgO-92Zr0,.
Bputo ycTaHOBIEHO, YTO 3aBUCHMMOCTH OTHOCHUTEIIBHOM
IUIOTHOCTH ~ KOMIIO3UMIIMOHHBIX  Kepamuk MgO-ZrO,
oT cocraBa HeluHelHa. Tak, mpu Bcex HUCCIIEAyeMbIX
JIABJICHUSAX MPECCOBAHUS OTHOCHUTENIbHBIE IUIOTHOCTH
HCCIIEYEMbIX 00paslloB YOBIBAIM B CIIEAYIOIIEM IIO-
panke (mon. %): 8MgO0-927ZrO,, 4MgO-96Zr0O,,
16Mg0O-84Zr0,, 2Mg0O-98Zr0O,, 4to moaTBEp>KAAETCS
B paborax [17; 18]. beuio ycranosneno [17], uro mpu
YBEJIMYCHUN TPOJIOJIKUTEIBHOCTH BPEMEHHU CIICKaHHS
kepamMuku cocraBa SMgO-92ZrO, mioTHOCTE MPO0II-
’KaeT BO3pacTarh BIUIOTH JI0 00padoTku B TeueHue 20 4.
B pabote [18] oTMedeHO, YTO MOPUCTOCTH KOMIIO3HUTOB
Ha ocHoBe MgO-ZrO, usMeHseTcs B 3aBUCHMOCTH

90

OT HaJIWYMs OKCHIA MArHMs, OJHAKO INPH Pa3IUIHBIX
IMana3oHax TeMIeparyp XapakTep 3aBHCUMOCTH pPas3-
JHYCH U HAOMOmaeTcss Kak yMCHBIICHUE, TaK U YBEJHU-
YCHUE MMOPUCTOCTU MaTepHala, P ITOM 3aBUCHMOCTh
JMUHEHHA TONBKO B Psiie TEMIEPaTypPHBIX HHTEPBAJIOB.
Uccnenoanue [18] mpoBonunock npu OONBIINX TEMIIE-
partypax, o CpaBHEHHUIO ¢ HAcToAIIeH padoTol, 1 OblIa
OTMEYCHA MOBBIIMICHHAS IOPUCTOCTh B JHana3oHe oT 24
1m0 32 %. Oto cBumerenbcTByeT 00 3ddexkTuBHOCTH
MPUMEHEHHOTO PEXHMa MEXaHOAKTHBAIlMM U HEO0XO-
JUMOCTH €ro JaJbHEHIIIero NCIOIB30BaHus TIPH padboTe
C MaTepHaaMy JAaHHOTO COCTaBa.

IIpu ucnons3oBanuu EDX-kaprupoBaHus, ¢ LENbIO
YCTAQHOBJICHHSI JJIEMCHTHOTO AaHajJIH3a KEePaMHUYECKUX
00pa3IoB, CIPECCOBAHHBIX IPHU AABICHUH IPECCOBAHUS
300 MIla, ObLIM MOyYEHBI CHUMKH IILTH(A MOJTUPOBaAH-
HOIl moBepxHocTu. Ha puc. 2 npencrasneHsl pacmnpese-
JICHUE DIIEMEHTOB M U300pasKeHHUS MHKPOCTPYKTYPBI TSI
cocraBa 2MgO-98ZrO0, .
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Puc. 1. 3aBICHMOCTh OTHOCHUTEIFHON IIIOTHOCTH CIICYEHHBIX 00pa3IoB OT JaBIEHHS IIPecCOBaHUS (&)
1 COAepKaHMsI OKCHIA MarHUs Ul 00pa31oB, momydeHHbIX npu P = 300 MIla ()

O6pasupl, Mo %: 1 —2Mg0-98Zr0,, 2 - 4Mg0-96Zr0,, 3 — 8Mg0-92Zr0,, 4 — 16Mg0O-84ZrO,

Fig. 1. Dependence of the relative density of sintered samples on pressing pressure (a)
and on magnesium oxide content for samples compacted at P = 300 MPa ()

Samples, mol. %: I - 2Mg0-98Zr0,, 2 - 4Mg0-96Zr0,, 3 — 8Mg0-92Zr0,, 4 — 16MgO-84ZrO,

Puc. 2. DnemenTHBIIf aHamM3 crIedeHHOro 0Opasua coctaBa 2MgO-98Zr0,

Fig. 2. Elemental analysis of a sintered sample with the composition 2MgO-98ZrO,
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B pesynbrare nposenenHoro EDX-kaptuposanus
I1s o0pasuoB Ha ocHoBe MgO-ZrO, ycTaHOBIEHO
HaM4ue JIBYX OTaeNbHbIX (ha3: MgO u ZrO,, nonobnas
cutyanus HabmonaeTcs B padore [19]. OnHako, cornacHo
pabotam [10; 11; 20], momxkHO Mpou3oiiTH 00pa3oBaHKE
TBEpI0ro pacTsopa Ha ocHose ZrO,-MgO. Tlonyuennas
B paboTe KOMIO3WIIMOHHAsA JByX(hasHas CTPyKTypa
TIOKa3bIBAET, UTO B3auMOJIeHCTBUS Mexay MgO u ZrO2
pu crnexkanuu He npoucxoput. Ilo pesynpraram EDX-
KapTUPOBaHUs, MarHUi He BXOJUT B KPUCTAJUINYECKYIO
crpykrypy ZrO, u He 00pasyeT TBEpAbIH pacTBOp Ha

@ m-Zr0,
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Puc. 3. PentrenogasoBslii ananms
O6pasupl, Mo %: 1 —2Mg0-98Zr0,, 2 — 4Mg0-96Zr0O,,
3 - 8Mg0-927r0,, 4 - 16Mg0O-84Zr0O,

Fig. 3. X-ray diffraction (XRD) analysis
Samples, mol. %: I - 2MgO-98ZrO,, 2 - 4MgO-96Zr0O,,
3 - 8Mg0-927r0,, 4 — 16MgO-84Z10,

ocHoBe ZrO,-MgO, uTo CBA3aHO CO CTAOUIM3UPYIOIIMM
BO3JEUCTBHEM YZO3 .

st BBISABJICHUS BIUSHUS CTaOWIM3UpYROMMX 100a-
BOK B Xofe paOoThl ObUT MPOBEAEH PEHTIeHO(a30BbIHi
aHanu3 (puc. 3). BpuIo yCTaHOBJIEHO, YTO B UCCIIETYEMBIX
o0paziax IMOKCH]l LIMPKOHUS HAaXOAWUTCS B KyOWUYecKOU
Y MOHOKIIMHHOM MOTU(HKAIISIX, YTO CBUICTEIBCTBYET
0 HETOJIHOM Ipoliecce CTaOMIM3alMy JUOKCHIA LIUPKO-
Hus [10; 21; 22]. Tlo manHbIM padotsl [23], yBenn4eHue
TEMIIEPATyphl CIIEKaHUS JOJKHO OKa3aTh OJI0KUTEIIbHbIH
3¢ PeKT Ha TpoIecC CTaOMIM3AlUK, YTO SIBISETCS aKTy-
QJIbHBIM HalpaBJIeHUEM IS aIbHEHIIEero ucciae10BaHus.

B pesynbrare MexaHHUYECKUX UCTIBITAaHUI OBLIO OTIpe-
JIeJIEHO, YTO TBEPAOCTH MCCIEAyeMbIX 00pa3loB Haxo-
JITCS. B IIMPOKOM Jauarna3zoHe 3HayeHuil. Cpeam 3Tux
00pa3LoB MaKCHUMajJbHOM TBEpAOCTbIO MO0 MapTeHcy
(8,65 I'Tla) o6manana kepamuka cocrasa 16MgO—84Zr0O,,
ToJTydeHHast Iipy AaBneHun npeccoBanus P = 300 Mlla.
HNmeHHO TIpH TakoM JaBliCHHH BCe 0Opa3Ibl UMENU Hau-
OonpIIyl0 TBepmocTh. B xome paboThl HaOIIOIAIOCh
YBEIMYCHHUE MTOKa3aTeneil TBepAOCTH OT MPHIIOKESHHOTO
JaBIEHUA NPECCOBaHUs, HO A KOMIIO3HMLIMU COCTaBa
4MgO-96ZrO, Obun 0OHApyKEHBI 3HAYEHHUS, OTKIOHS-
IOLIMECS OT TOJIOKUTEIBHOM 3aBUCUMOCTH.

Jis xepaMUYeCcKHX KOMITO3UITMOHHBIX MaTepHalioB
MgO-ZrO, 6put0 ycTanosneno, 4ro npu P =50 MIla
TBEPAOCTH HCCICIYyEeMBIX O0Opa3loB HAXOIATCA Ha
OJTHOM YPOBHE, HE3aBHCHMO OT COCTaBa, U COCTABIIAIOT
nopsiaka 5 I'Tla. Ilpu noBbllIEHMH AaBIEHHS IIPECCO-
BaHUS TBEPIOCTb BO3pPACTAET, OIHAKO SIBHBI BKJIAJ
OKCHJ]a MarHusi B YBEIUYCHUE TBEPJOCTH MPOSBIIS-
ercst ipu P> 200 MIIa, 4o CcBSI3aHO C YMEHBIICHHEM
BKJIaJla TIOPUCTOCTH B JOCTHUTaeMyl0 TBEPIOCTh Mare-
puasia, MO3TOMY OIpPENeNsId 3aBUCUMOCTb TBEPIOCTH
ot (azoBoro cocrara [24]. [Ipu naBieHUN PEeCcCOBAHNUS
>200 MIla nabmronaercst TMHEHHO BO3paCTarOIIas 3aBU-
CUMOCTh TBEPAOCTH OT COJCPKAHUS OKCHIA MAarHus

Teepnocts , ['Tla
W N O N ® ©

4
8 -
7 -
1
| | | | 6 | | |
50 100 150 200 250 300 O 5 10 15

P, MITa

MgO, moi. %

Puc. 4. 3aBucrMOCTB TBEpAOCTH 10 MapTeHcy CIIedeHHBIX 00pa3IoB OT AaBICHUS PECCOBAHMUS ()
1 OT COAep>KaHUsI OKCH/Ia MarHUsI AJIsl 00pa3uoB, moixydeHHbIX mpu P = 300 Mlla (6)

O6pasupl, Mo %: 1 —2Mg0-98Zr0,, 2 — 4Mg0-96Zr0,, 3 — 8Mg0-92Zr0,, 4 — 16Mg0O-84ZrO,

Fig. 4. Dependence of Martens hardness of sintered samples on pressing pressure (@)
and magnesium oxide content for samples produced at P =300 MPa ()

Samples, mol. %: I - 2Mg0O-98Zr0,, 2 - 4Mg0-96Zr0,, 3 - 8Mg0-92Zr0,, 4 — 16MgO-84ZrO,
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(puc. 4), koTopasi OCHOBaHa Ha M3MEHEHUH KPHUCTAJLIO-
XUMUYECKON CTPYKTyphl. B pabote [18] Taxke mpocie-
KHUBAJIACh CXOXKasi 3aBUCUMOCTD MOBBIIICHUS TBEPIOCTH
¢ pocroM coaepxkanus MgO. ABropamu [ 18] npumeHeHs!
06npmme Temreparypsl criekanus (ot 1570 mo 1970 K),
YeM B HACTOSILEM HCCIIEJOBaHUM, OJHAKO U IPU HIPO-
BEJICHUM HAMHU CIICKaHUSl TPH MEHBIICH TeMIlepaType
COXPaHSIOCH MOJOKUTENbHOE BIMSHUE OKCUAA MarHHs
Ha TBEPAOCTh MaTepualia, YTO JeJacT MePCHEKTHB-
HBIM JlaJbHElIIee H3yuyeHHe JIaHHOIO KepaMHU4eCKOTo
KOMITO3UIIMOHHOTO Marepuaja TPy MOHWKCHHBIX TEM-
neparypax crekanus. [Ipu 3ToM TBEpHOCTH HCCleaye-
MBIX MAaTEpPUAIOB JUJII CUCTEMBI MgO—ZrOZ—Y203,
cormmacHo [10; 11], mpeBeIIIaOT TOKAa3aTeNId TBEPIAOCTH
kepamuk MgO-Zr0,, Y,0,-Zr0O,, MgO. Tak, TBepaocts
no Bukkepcy kepamuku MgO-ZrO,-Y,0, moxer yse-
nuuuthes 1o 14,8 I'Tla 1o cpaBHEHUIO ¢ IOKa3aTelsiMH,
cootBercTBeHHO, 10,9, 12,0-12,5 u 10-11 I'Tla, xapak-
TEPHBIMHU JUIS BbIIIIEYKa3aHHBIX MaTEPHAIIOB.

[Ipu mnpoBeneHUM HCCIENOBAHUS MOIYIS YIIPY-
TOCTH MAaTepualioB HAaWOOJbIIEE €ro 3HAYCHHE —
330,3I'Tla — ObuTO 3apUKCHUPOBAHO Yy KEPAMUKH C
cocraBoM 16MgO—-84ZrO, mpu naBjieHUN NPECCOBAHUS
300 MIla (puc. 5). Jlna xepamuk MgO-ZrO, nabmona-
eTcsl OTKJIOHGHHE 3HAYEHHH 3TOTO MOKa3aTessl OT paHee
YCTaHOBJIGHHOW 3aBUCHUMOCTH JUIsl TBEpAOCTU. Tak, s
obpasuoB 4MgO-96ZrO, u 8Mg0-92ZrO, ormeuena
HeJMHEeHHass 3aBUCHUMOCTb M3MEHEHHUs MOAYJs YIpy-
TOCTH OT MPHUKIAJBIBAEMOTO JaBIICHUS, OJHAKO JaH-
HBI TOKa3aresib MPAKTUYECKH MIEHTHYEH Ui MaKCH-
MaJbHOTO M MHHHMAJIBHOTO AaBieHui. HanbOompmmit
MOJIYJIb YHPYroCTH NpPU BCEX NPUKIIAIbIBAEMBIX IaB-
JeHusAX ObUT BBIABIEH 111 cocraBa 16MgO-84ZrO,.
[Ipu P =50 MIla ycraHOBIEHO, YTO C YBEIUYCHHEM
COJICpKAHUS OKCHJia MarHWsi MOIYJIb YIPYTrOCTH BO3-
pacraer, OJHAKO NpPU JaJbHEHIIEeM MOBBILICHUN JaBlie-
HUS TIPECCOBAHMA JlaHHAs 3aBUCHMOCTh HapyIlaeTcs

U TpHoOpeTaeT HEIMHEHHBIM XapakTep, HE CBS3aHHBINA
¢ mokazareisiMu nopucrtoctd. OmpeneneHo, 4rto Hpu
MaKCUMAaJIbHOM JaBJICHHH MPECCOBAHMS M HauOOJbIICH
IUTOTHOCTH MaTepUAIOB HAUOOIBIIUMHE MOIYIIMH YIIPY-
rocTd 00ManarT KepaMuku cocrasos: 16MgO-84ZrO,
u 2MgO-98Zr0O,, a nonmwxkennbiMu — 4MgO-96Zr0O,
u 8MgO-92Zr0,, T.e. dopmupyercs mapabomuueckas
3aBHCHUMOCTb MOAYJISl YIPYTOCTH OT COAEPIKaHUs OKCUA
Martus ¢ MUHUMyMoM 1ipu 4 moi. % MgO. B uccneno-
BaHUU [25] mpuBeeHa 3aBUCUMOCTb MOAYJIS YIIPYTOCTH
OT JIOJIM OKCHJIa Mardusl B KOMIIO3UTE MgO—erO2 U ycTa-
HOBJICHO €0 BO3pAacTaHUE C YBEJIUUYEHUEM COIEpPKAHHS
MgO no 20 momn. %. Ilpum panbHeHIIeM MOBBIIICHUH
cogepkanuss MgO Mozmynab ynpyrocTd CHHXKaeTcsi, HO
MTOCKOJIBKY MHTEPBAJIbI BBEICHHS OKCHIa MarHus ObLIH
oomnpime (opsiaka 20 %), To 3TO HE AaBAJIO JTOJDKHOTO
OMUCAHUsS BIMSHUSA OKCHJIAa MarHus Ha MOAYJb YIpY-
roctu B amarazone ot 0 go 20 moin. % MgO. B cBs3u
C 9TUM MPOBEJACHHOE HCCICIOBAaHHE HWMEET JOTOTHH-
TEJIbHYIO aKTyaJIbHOCTb, PACKPbIBas MOBEIEHUE MOJYIIS
YIPYTOCTH B YKa3aHHOM HHTEPBAJIE COCTABOB.

B nannoii paGote ObUIH OnpeieNe bl ToKa3aTesu Mpoy-
HOCTH KepaMUYECKUX 00pa3IoB MPH JaBJICHUH [TPECCOBa-
aus 300 MIla MeTomoM CKpeTd-TeCTUPOBAHMUS, a TaKKe
KPUTHYECKHEC KOI(P(UIMEHTH HHTCHCUBHOCTH Hamps-
KEHUH  (TPelIMHOCTOMKOCTh) (pHcC. 6). YCTaHOBJIEHO,
YTO HaWMEHbIIEH MpoYHOCThIO (467,17 MIla) obnamaer
obpasen cocrasa 2MgO-98ZrO,. Habmonanocs ysenu-
YeHHE MoKazareis MpoyHoCTH 1o 3Hauenuit 791,15 MIla
IpY TIOBBIILIEHUH COAEP)KaHUS OKCHJA MAarHus, IpH
9TOM JlaHHasl 3aBHUCHMOCTh HMMeENa THIEePOOTNIeCKHMA
xapaktep. CornacHo paborte [25], moBeaeHue IoKa3za-
TeJIsl MPOYHOCTH, KaK M B CIIydae C MOJYJIEM YIPYToCTH,
CBOJUTCA K MAKCUMAJIIbHOMY €r0 YBEJIIMYEHHUIO IPU BBE-
nenun 20 mon. % MgO u mocnenyoomeMy CHHKEHHUIO
[IpY NPEBBILIEHUN JOJIHM JaHHOIO KOMIIOHEHTa IpU TeX
)K€ HEM3MEHHBIX HHTEPBAJIaX BBEJICHHUS OKCHJIA MAarHHSL.
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Puc. 5. 3aBUCHMOCTS MOJYIISI yIIPYTOCTH CIIEYCHHBIX 00PA3IOB OT AABICHUS MTPECCOBAHMS (@)
1 OT COICpKaHMs OKCHJIa MarHUs U 00pasioB, moydeHHbIX ipu P =300 Mlla (6)

O6pasupl, Mmoi. %: 1 —2Mg0O-98Zr0,, 2 — 4Mg0-96Zr0,, 3 — 8Mg0-92Zr0,, 4 — 16MgO-84ZrO,

Fig. 5. Dependence of elastic modulus of sintered samples on pressing pressure (a)
and magnesium oxide content for samples obtained at P = 300 MPa (&)

Samples, mol. %: I — 2Mg0-98Zr0,, 2 - 4Mg0-96Zr0,, 3 - 8Mg0-92Zr0,, 4 — 16MgO-84ZrO,
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Fig. 6. Dependence of flexural strength (@) and fracture toughness (6) of sintered samples on the magnesium oxide content

B xome Hacrosmiero WCCIemOBaHHS yCTAHOBICHO,
YTO KPUTHUCCKUH KO3(P(UITEHT HHTEHCUBHOCTH HaMpsI-
KEHUH B 3aBHCUMOCTH OT COJACP)KaHUS OKCHIA MarHHs
W3MEHSIETCSl HEJIMHEHHO, MOCTUTas HAauOOINbIIEero 3Ha-
uenns 10,53 MITa-m"? ipu 16 momn. % MgO. B my6Gmu-
karusix [9; 10] omucano, 4TO BBEICHHE OKCHAA MarHUs
B Pa3JINIHBIX MOJBHBIX JOJISX TIOBBIIIACT TPEIIUHOCTOH-
KOCTh KEpaMHUKH Ha OCHOBE JUOKCH/IA IINPKOHHUS, OJHAKO
W3MEHEHHE ITOTO MOKA3aTe s HOCUT HeJTMHEHHBIN XapaK-
Tep. ABTopaMHu [9] yCTaHOBIIEHO, YTO BBEAECHUE MaJIOH
nobaBku okcuna Maraus — 0,5 moin. % MgO — yBenuuu-
BaeT TPEIMHOCTOMKOCTB 110 9,14 MITa-m'2. B myGnuka-
1y [10] ObUTH HcciTenoBaHbl 00PAa3Ilbl HA OCHOBE JTIUOK-
cUAa IUPKOHUS, CTa0WiIM3upoBaHHOrO 8§ Moil. % MgO.
Agropamu [10] 61710 0OHAPYKEHO, YTO ITPH TIOBBIIICHUH
temneparypsl criekanusi ¢ 1450 o 1500 °C kputnueckuit
KOA(PHUINEHT HHTEHCUBHOCTH HAINPSDKCHUI BO3pacTaeTt
¢ 7,59 no 8,5 MIla-m'?. B Hacrosiueii pabore mpu mos-
HATAU Temnepatypsl criekanus 10 1700 °C u BBeneHnn
JIOTIOJIHUTENFHON CTa0MIM3UPYIOLIeH J00aBKH — OKCHIA
UTTPHS — JUIs1 00pasIa ¢ coaepykaHueM 8 Moir. % okcuaa
MarHusi HaOIoIaJ0Ch BO3PACTaAHUE TPEIIMHOCTOMKOCTH
10 10,14 MITa-M"2, uto cBHAETENBLCTBYET 00 P HEKTHB-
HOCTH TOBBILIICHHUS TEMIEPaTypbl CIIEKaHUS C LENbIO
YBEIUUCHHS TaHHOTO TIapaMeTpa.

BoiBogb!

1. B pesyabrare nNpoBEAEHHOIO MCCIIEI0BaHUs yCTa-
HOBJICHO, YTO MPHU KOHCOJIMJAUPOBAHUM CMECEH Kepamu-
4eckux nopoikoB MgO-ZrO, mpu 0NOJHUTENBHOM
cTaObMUIM3aIMK JUOKCHJIA LUPKOHHS OKCHIOM HTTPHS
CTAHOBUTCS BO3MOMKHBIM IOJYYEHHE KOMIIO3ULMOHHOM
cTpykTypbl. [lokazano, 4To MarHuii He BXOAMUT B KpHC-
TAJUIMIECKYI0 CTPYKTYpy ZrO, u He 00pasyeT TBepablii
pactBop Ha ocHoBe ZrO,-MgO, uto cBs3aHO €O cTabu-
JIN3UPYIOIINM BO3AECHCTBUEM Y203.

2. 3a cyeT NMpoBe/IEHUs] MEXaHOAKTHUBALIUN HCCIIeTye-
MBIX K€paMHUYECKHX IIHUXT IPU 4acTOTE BpaLICHUs pa3-
MoJbHBIX cocynoB 10 'y B Teuenue 10 MuH nopucrocTs

CIIEUCHHBIX MAaTEPUAIOB CHIKACTCS II0 CpPAaBHEHHUIO
C IUTEPaTypHBIMHU JaHHBIMHU.

3. BoisgBiieHo, YTO yBeNUYEHHUE JaBJICHUS [IPECCOBa-
Hus 1o 300 MIla a¢ppexTuBHO BIUsIET HA MEXaHUYECKHE
CBOICTBa MaTepHaJIOB.

4. Cpenu uccieyeMblx 00pa3ioB HauOOJIbIIeH TBEp-
nocteio o Mapreney (8,65 I'Tla) obnanana kepamuka
cocraBa 16 % MgO-84 % ZrO,, nonyyeHnas npu aas-
nenun ipeccoBanus 300 MIla. YBenndenue copepxanust
OKCHJIa MarHUs OKA3bIBACT ITOJIOKUTEIFHOE BIUSHIE HA
TBEPJOCTh MaTepuaa, OIHaKo sBHBIN BKiag MgO B yBe-
JUYeHUe TBepAOCTH nposiisieTcs ipu P > 200 MIla, uto
CBSI3aHO C YMEHBIICHUEM BKJIaJa MOPUCTOCTH B JIOCTH-
raeMyIo TBEpIOCTh MaTepHaa.

5. /lna o6pasua 16 % MgO-84 % ZrO,, nomy4en-
HOTO TIpH JnaBiieHun npeccoBarus 300 MIla, Obu1 3aduk-
CHpPOBAaH MAaKCHMAaJbHBIA MOMYTb YIPYTOCTH CpEeIu
nuccnenyembix marepuanoB — 330,3 I'Tla. ITpu sTom s
00pa3loB JaHHOTO COCTaBa HAOIIOJAIOTCS HAUOOJbIINE
MOKa3aTeIx MOAYJS YIPYTOCTH MPHU BCEX MPUMEHIEMbIX
JaBIIeHUSX mpeccoBaHus. [ oOpasloB, MOMYyYEHHBIX
mpu P =300 MIla, yctaHoBieHa mapabonudeckas 3aBU-
CHMOCTb MOZIYJNISl YIPYTOCTH OT COACPIKAaHHS OKCHIA
MarHusi ¢ MUHUMyMoM 1ipu 4 moi. % MgO.

6. YCTaHOBIICHO, UTO INIPH YBEIUYCHHUH COICPIKAHIII
OKCHJIa MarHusi IPOYHOCTh MaTepualia yBEeTHIHBACTCS,
nocturas 791,15 MIla npu BBenenuu 16 mon. % MgO.

7. [TokazaHo, 4TO 3aBUCUMOCTh KPUTUYECKOTO KO3(D-
(uIMeHTa MHTEHCUBHOCTH HAIIPSKEHUH OT COIep KaHuUs
OKCHJIa MarHUs UMEET HEJIMHEUHBIM XapaKTep U JEMOHCT-
pupyer ero Hanbonbuiee 3Hauenne 10,53 MIla-M'? mpu
16 mon. % MgO.
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AnHoTtayms. Tlpu ucnonp30BaHNN KOMOMHHPOBAHHOH TEXHOJIOTHU AIIEKTPOUCKpoBOro ocaxkaeHus (DMO) m BBICOKOMOIIHOTO
UMITYTbCHOTO MarHeTpoHHOro pacnbuienus (BUMP) ¢ mpumenennem siektpona/mumenu u3 kepamuku HfSi,—HfB,-MoSi,
Ha ITOJVIOKKE HHOOHS MOJIyYEeHO ABYXCIOHHOE IOKPHITHE TOJIINHON ~15 MKkM. Mexanu3M (GopMUpOBaHHUS, MOP(OIOTHS U CTPYK-
Typa MOKPBITHS UCCIIEOBAHBl METOJAMHU PEHTI€HOCTPYKTYPHOTO (pa30BOTO aHAIN3a, ONTHISCKOH YMUCCHOHHON CIIEKTPOCKOIHH
TIICIONIETO Pa3psifa, PeHTICHOCIIEKTPAIFHOTO0 MHKPOAHAIN3a, PACTPOBOI N IIPOCBEUNBAIOIIECH IIEKTPOHHOH MHKPOCKOIINH. YcTa-
HOBIIEHO, uTo DU O-m10KpHITHE Ha 65 Mac. % COCTOUT U3 (ha3, IBISFOMIUXCS IPOLYKTaMH B3aUMOICHCTBHS IIEKTPO/Ia C ITOTIOKKOI:
NbSi,, NbSSiS, U UMEEeT TPalMeHTHOE pacrpeneneHne KpeMHus (0T 8 10 54 at. %) Mo TONIIMHE B HAPABICHUH OT IOJIOKKH
K TTOBEPXHOCTH HOKpEITHA. Bepxuee amopproe BUMP-nokpeITHe XapakTepusyeTcs TONIIHUHON ~5 MKM. AHanu3 CTPYKTYpHO-
(ha3oBeIx npeBpamennii npu Harpese DU O-moxpeiTast 10 900 °C mokasai, 4To OTXKHUT IPUBOIAUT K €T0 Pa3AeTeHHIO Ha JIBa CIIOS:
BHYTPEHHETO U3 JIEH/IPUTHBIX 36PEH MeTacTabunbHOMH (asel y-Nb, Si; n BHenmnero Ha ocHoBe NbSi,. BUMP-nokpeiTre KpucTamm-
3yeTcs C MOCNe0BaTebHbIM 00pasosanneM pas (Hf,Mo)B, mpu 700 °C, MoSi, mpu 800 °C u Hf,Si, , HfSi, mpu 900 °C. IIpu sToM
cozepxanue Si MpakTHIeCKH He H3MEeHsAeTCA. TakuM 00pa3oM, B pe3ynbTaTe ABYXCTaIUITHOTO IIPOIiecca OCaXKACHHs 1 IOCIIeTyI0-
IIEr0 BBICOKOTEMIIEPATYpHOTO OT)KUTa MOTy4eHO MHOTOCIOIHOE 3aIMUTHOE KePaMHUYEeCKOe IOKPBITHE, COCTOSINEE U3 BHEIIHETO
cnos (Hf,Mo)B,~MoSi,-HfSi,, npomexytodaroro ciost NbSi, u BayTpernero cios Nb,Si, co sHauenmsmu tBeproctu 9,4, 23,3
n 19,4 I'Tla cOOTBETCTBEHHO, TIO3BOJISIONIEE 3HAYUTEIILHO MTPOUTUTE CPOK CITy>KObI HHOOMS Mapku HO-1.

KnioueBbie c/10Ba: 51IEKTPOMCKPOBOE OCAXKICHHE, BHICOKOMOIIIHOE MMITYJIbCHOE MAarHeTPOHHOE PAaCIbUICHHE, KapoCTONKas KepaMuKa,
HHOOMeBast MOIOKKA, IBYXCIOHHOe MOKpbITHE, in situ [IOM BP npu Harpese, (pa30Bo-CTPYKTypHBIE MPEBpAIleHHUs, H30HpaTeTbHOe
HAHOMH/ICHTUPOBaHHE

BnarogapHocTy: PaGora BeINONIHEHA TIPH (PMHAHCOBOM MOIepKKe MUHKCTEPCTBA HAYKH M BBICIIEr0 00pa3oBanus PO B paMkax rocy-
napcTBeHHOro 3ananus (mpoekt FSME-2025-0003).

Ana untuposarHus: 3amynaesa E.1., Jlorunos I1.A., Kuproxannes-Kopuees ®@.B., [lIssiaauna H.B., ITerpxux M., JleBamos E.A.
CrpykTypa M CBOWCTBa JBYXCIOHHBIX MOKpeITHA B cucteme HfSi,~HfB,~-MoSi,, moixy4eHHBIX METOIaMH OSIEKTPOHCKPOBOTO
Y MarHETPOHHOTO HaNbUICHUA. M36ecmus y308. [lopowkosas memannypeus u yyrkyuonarvHwie nokpvimus. 2025;19(3):48-59.
https://doi.org/10.17073/1997-308X-2025-3-48-59
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Structure and properties of two-layer coatings
in the HfSi,~HfB,-MoSi, system
produced by electrospark deposition
and magnetron sputtering

E. 1. Zamulaeva®, P. A. Loginov, Ph. V. Kiryukhantsev-Korneev,
N. V. Shvindina, M. I. Petrzhik, E. A. Levashov

National University of Science and Technology “MISIS”
1 Bld, 4 Leninskiy Prosp., Moscow 119049, Russia

&3 zamulaeva@gmail.com

Abstract. A two-layer coating with a total thickness of approximately 15 um was obtained using a combined technology of electrospark

deposition (ESD) and high-power impulse magnetron sputtering (HiPIMS), employing HfSi,—HfB,-MoSi, ceramic electrodes/target
on a niobium substrate. The formation mechanism, morphology, and structure of the coatings were investigated using glow discharge
optical emission spectroscopy (GDOES), scanning electron microscopy (SEM), and transmission electron microscopy (TEM). It was
found that the ESD coating consists of 65 wt. % phases formed through interaction between the electrode and the substrate — namely
NbSi, and Nb,Si, — and exhibits a silicon concentration gradient (from 8 to 54 at. %) across the coating thickness, from the substrate
toward the surface. The outer amorphous HiPIMS coating is ~5 pm thick. Analysis of structural and phase transformations during
heating of the ESD coatings up to 900 °C showed that annealing leads to its separation into two layers: an inner layer composed
of dendritic grains of the metastable y-Nb,Si, phase and an outer layer based on NbSi,. The HiPIMS coating crystallizes sequentially,
forming (Hf;Mo)B, at 700 °C, MoSi, at 800 °C, and Hf,Si, and HfSi, at 900 °C, with the silicon content remaining virtually unchanged.
As a result of the two-stage deposition process and subsequent high-temperature annealing, a multilayer protective ceramic coating
was obtained, consisting of an outer layer of (Hf,Mo)B,~MoSi,~HfSi,, an intermediate layer of NbSi,, and an inner layer of Nb,Si,,
with hardness values of 9.4, 23.3, and 19.4 GPa, respectively. This coating significantly extends the service life of niobium grade Nb-1.

Keywords: electrospark deposition (ESD), high-power impulse magnetron sputtering (HiPIMS), oxidation-resistant ceramics, niobium
substrate, two-layer coating, in situ HRTEM during heating, structural and phase transformations, selective nanoindentation
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BsepeHue

Bo3MOXHOCTh HCTIONB30BaHUS HUOOMS U €ro CIuia-
BOB TNIPU M3TOTOBJICHUU JAETajei, paboTalolmx B ycio-
BUSIX BBICOKMX TEMIIEPATyp M AarpeCCHBHBIX T'a30BBIX
cpei, BO MHOTOM 33aBHCHT OT HMPUMCHEHHS 3allMTHBIX
nokpbiTuii  [1; 2]. Haubonee mnepcrneKTUBHBI Cpeau
HUX TIOKPBITHS Ha OCHOBE cuanmuaoB NbSi, [3-5],
MoSi, [6-8], NbSi,~MoSi, [9], NbSi,~HfSi, [10] u3-3a
00pazoBaHUs MPH BBICOKHX TEMIIEpaTypax Ha IOBEpPX-
HocTh mieHKH SiO,. OCOOGEHHOCTBIO TaKMX MOKPBITUI
sBISIETCSl  (DOPMHUPOBAHUE TPOMEKYTOUHOTO TUPPY-
310HHOTO c1ost Nb,Si,. ITockonbKy sHTanbmus 06paso-
Banus Nb,Si; (-516,8 k/x/monb) Hke, yem y NbSi,
(-161 x/Ix/monp) [11; 12], To B mporiecce XMMHKO-TEP-
MHUYECKO 00paboTKK NepBOHAYAILHO 00pa3yeTcs CIIOH
Nb,Si,, koropwiii 3arem Tpanchopmupyercs B (asy
NbSi, [3-12]. YMeHbIUTL CKOPOCTH B3aUMHON JTUD Y-
3MU MEXK[Y JIEMCHTaMH MOKPBITHS ¥ OAJIOKKH, IPUBO-
ISIIEeH K YTOHCHUIO TOKPBITHS U, KaK CICICTBHE, CHU-

YKEHHUIO €TO HKCILTYaTAI[HOHHBIX XapaKTePUCTUK, MOKHO
IyTeM co3aHus OapbepHbIX cnoes [13—-15], mogudurm-
pPOBaHUs MOKPBITHIH HHrHOUTOpamu auddysuu [16; 17],
a Taoke cosmanus cnos mymmata 3A1,0,-2S10, [17; 18]
wi  Gopocunukareoro crekna B,0,-Si0, [19; 20].
[Tyrem oObeaMHEHUS HECKOJIBKUX TEXHOJIOTUYECKUX
TIPUEMOB B OJ{HOM Tiporiecce [21; 22] unu npuMeHeHus
JBYXCTaJIUHUHBIX Ipoueccos [2; 17] momaydaror MHOro-
CITOWHBIC TIOKPBITHSL.

B pabGore [23] moka3aHa BO3MOXXHOCTH HCIIOJb-
30BaHUSI TETEPO(a3HBIX IICKTPOMCKPOBBIX ITOKPHI-
i MoSi,~-MoB-HfB, must ymydmenns ciyxeOHbIX
CBOMCTB aponpodHoro HukeneBoro cruaBa DI1741HII.
VYBenuueHne OKUCIUTENbHON CTOMKOCTH 3JIEKTPOUCK-
POBBIX IOKPBITHH 32 CYET BEPXHETO MarHETPOHHOTO
CJIOs TIPOJIEMOHCTPUPOBAHO MpH 00paboTKe cTamnei [24]
W HHUKCJICBBIX CIIaBOB [25].

Lenp maHHOM pabOTH — CO3IaHHUE METOJIOM DIIEKTPO-
nckpoBoro ocaxaenus: (OMO) B codueraHnn ¢ BBICOKO-
MOIIHBIM HUMITYJILCHBIM MarHETPOHHBIM pPaclbUICHUEM
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(BUMP) nByXCIOHHBIX KEepaMHYECKHUX IOKPHITHH Ha
Hnobun HO-1 m wucciieoBaHune BIWSHUS BaKyyMHOTO
OTXWIa Ha UX COCTaB, CTPYKTYPY U CBOMCTBA.

MaTepVIa.ﬂbI U MeTOAbl UcCnefoBaHUM

Pacxomyemble kepaMHUeCKHE SJIEKTPOIbI M MHUIIIE-
HU TIOJIy4€Hbl METOJOM CaMOpPacHpOCTPaHSIOIIETOCs
BeICOKOTeMIIeparypHoro cuuTe3a (CBC) u3 anemeHToB
(mac. %: 59 Hf; 28 Si; 11 Mo; 2 B) u nmocneayromum
TOPSTYMM TTPECCOBAHUEM TTOPOIIKOBBIX MPOIYKTOB CHH-
Te3a [26]. DIEKTpOAbl W MUIIEHU UMEIH CIETYFOIIUi
dasosbIii cocTa (mMac. %): cumumuabl rapuus (34 HfSi,))
1 Monubaena (17 MoSi, ), 6opua rapnus (19 (Hf,Mo)B,),
kpemuuii (21 Si), a Taxxke oxcun rapnus (9 HfO,) [27].
Onekrponsl it DUO mpencrapimsui coO0M  TPSIMO-
YTOJIbHBIC ITAOUKU Pa3MepoM 4x4x50 MM, a MATIICHH JUIS
BUMP — nucku muamerpom 120 mm u TonmuHoN 10 MM.

[ToxpeITHS OCakJaJii Ha TUIACTUHBI HHOOHMS MapKH
H6-1 pasmepom 10%10x3 mm. IIpouecc DUO mnpo-
BOOWIM B aproHe Ha ycraHoBke «Alier-303 Metal»
(Poccusi—MonnoBa) npu cuie Toka B paspsae 120 A,
yactote ummnynbcoB 3200 ', mmTenbHOCTH UMITYIIbca
20 mxc. [na BUMP npumensinach ycranoBka Y BH-2M,
OCHAIllEeHHAass MarHeTPOHOM M HWOHHBIM HCTOYHHKOM.
PacnbiieHre MHILIEHM OCYIIECTBISUIOCH C MCIIOJIb30Ba-
aueM cucteMsl «TruPlasma 4002» (Trumpf, ['epmanmst)
npu cpegHel momHoctH | kBT, mMKoBas MOILHOCTb
nocturana 50 kBT, mukoBeIi Tok — 50 A, wactora— 1 kI'11,
JUIMTENBHOCTh UMIylbcoB — 50 mkc. JIByXcioiiHble
OUO+BUMP-okpbITHS OBITH MOTYYEHBI HOCIEAOBA-
TeJIbHBIM NpoBeaeHueM npoueccos 11O u BUMP.

HccrnenoBanusi  MUKPOCTPYKTYpPHl H  3JICMEHT-
HOIO COCTaBa IMPOBOJAWIIM C MOMOUIbIO 3JEKTPOHHOTO
mukpockorma  S-3400N  (Hitachi  High-Technology
Corporation, SInoHus), OCHAIIEHHOIO NPUCTaBKOW ISt
peHTreHocnexTpansHoro Mukpoananusa (PCMA) mapku
«NORAN X-ray System 7» (Thermo Scientific, CLLIA).
Merannorpadudeckne nuM(b TOTOBWIN HA YCTaHOBKE
«Rotopol-21» (Struers, lanus). Pactipenenenue snemen-
TOB IO NIyOWHE MOKPHITHH M3y4ald METOJOM OITHKO-
SMHUCCUOHHON  CIIEKTPOCKONMHU  TJCIOIIEro  paspsjaa
(ODCTP) na npubope «Profiler-2» (Horiba Jobin Yvon,
Opannust). Pa3oBblil cOCTaB ONPEAEIsIIA METOIOM PEHT-
TeHOCTPYKTypHOro (azoBoro anamnza (PDPA) c¢ momo-
IIbI0 aBTOMaTu3upoBaHHOTrO nudpakromerpa IPOH-4
(AO «UI1 Bypesectnuk», Poccus) B CuK -usimyvenun
u uHTepBase yrwioB 20 = 10+120°. IlonyueHHble peHT-
TeHOTPaMMBbI OBbLTH MPOaHAIU3UPOBAHBI C HCIIOJH30Ba-
HueMm 0a3bl JanHbix JCPDS.

Jnis aHanm3a CTPYKTYPHO-(a30BbIX MPEBpaIICHUH,
MIPOUCXOAAIIMX B MOKPBITUAX MPU HAarpeBe, MPUMEHSIIH
METOJI TIPOCBEUHMBAIOIICH 3IEKTPOHHOW MHUKPOCKOIIHH
Bbicokoro paspemienuss (IIOM BP) u anexkrpoHHoi
mudpaknun. MccnenoBaHus TPOBOJAMIN B KOJOHHE

50

mukpockorna JEM 2100 (JEOL, SAnonus) Bo BpeMsi U30-
TEPMHUYECKUX BBIICPKEK [UITUTEIbHOCThI0 20-25 MuUH
npu temrieparypax 400, 500, 600, 700, 800 u 900 °C.
Crxopoctp HarpeBa cocraBispia 100 °C/mun. CocTaBbl
HUCXOAHBIX IOKPBITUM M IOKPBITUH IOCIE OXJIaX[e-
Hus ¢ temneparypsl 900 °C KOHTPOJIUPOBAIM METOIOM
PCMA c¢ wucnons3zoBanuem jerekropa «X-Max80T»
(Oxford Instruments, BenukoOpuranus). Jlamens u3ro-
TaBIMBAJIN METOJIOM (POKYCHPOBAHHOTO MOHHOTO ITyYKa
Ha PaCTPOBOM AIIEKTPOHHO-MOHHOM MUKPOCKOIE «Scios
DualBeam» (FEI, CIIA). Takxxe OblT MPOBEJCH OTIKUT
MOKPBITUH B BakyyMHOH neun BCin-16-22-Y (OO0 HIIII
BakDTO, Poccust) npu temmeparype 900 °C B TeueHue
30 MUH IpH HU3KOM BaKyyMe.

Teepmocte (H) u momynb FOHra (£) MOKpBITHIA
ONpeNeNsId  METOAOM H30MpaTeIbHOIO H3MEPUTENb-
HOro MHJACHTHpoBaHUs [28] Ha ycraHoBke «NanoHard-
nessTester» (CSM Instruments, [IBefiiapusi) ¢ ucnosb-
30BaHHEM TporpaMMHOro obecneuenus «Indenta-
tion 3.0» mo 'OCT P 8.748-2011 (ISO 14577).

Pe3ynbratbl M X 0b6cyxneHue

HecMmotrpss Ha wucnonb3oBaHWEe OIHOIO Marepuaia
B KQ4€CTBE JICKTPOJIA M MUILICHH JIJIS IOJTYYCHUS TOKPbI-
tuit, popmupyemsie ciou IO u BUMP otiamgarorcs mo
CTPYKType u ¢a3oBoMmy coctasy. [Ipu DO BcuencTaue
BBICOKHUX TEMIIEPATYp B MEXKIIEKTPOJAHOM MPOMEXKYTKE
MIPOUCXOJIAT JIOKAJILHOE TUIABJICHUE JIEKTpoaa 1 00pada-
THIBACMO MOAJIOKKHA ¥ (DOPMHUPOBAHUE ITOKPBITUS TOJ-
mwmHoi ~10+12 MxMm (puc. 1, ). I1o TonmuHe NOKPHITHS
B HAIIPABJICHUU OT IOBEPXHOCTH K IOIJIOKKE HAOIFO-
JaeTcs TPaJMeHTHOE paclpeliesieHue 3JIEMEHTOB: POCT
coziepkanuss HuoOus or 18 no 85 ar. % u cHuKeHHe
COZICpKaHUsSI MEMEHTOB OcaxaaeMoro anekrpoxa: Hf,
Mo, B, O, a taxxe kpemHus — ot 54 10 8 at. % (puc. 1, 6).

[Ipn BUMP nokpsitne (opmupyeTcss U3 aTOMHBIX
MIOTOKOB C BBICOKOH J0JIed MOHHM3MPOBAHHBIX YaCTHIL
W XapakTepHU3yeTcsl TOMIMHOW ~5 MM (pwuc. 1, 6).
KoHueHTpanus 31eMEeHTOB HalbUIIEMOH MUILIEHU OCTa-
ercst nocTostHHOM 1o Tonmmuue BUMP-cros, a marepuan
noAIOKKH Nb OTCYTCTBYeT B COCTaBE MOKPBITHS, HYTO
MOJITBEPKIAETCS PE3KOi TpaHuIied pasaena (puc. 1, 2).

ITpu nocnenoBarenbHoM ocaxaeHun DMO+BUMP-
MOKPBITUH  BBIPQ)KEHHOI'O  B3aUMOJEHMCTBUS  MEXIY
closiMM He TpoucxomuT (puc. 1,0). TommmHbl Kax-
JIOTO W3 CIIOEB COXPAHSIOTCA, 00pasysl IBYXCIOWHOE
MOKpBITHE 00IIeH TonmuHol ~15 mxm. [lanasie PCMA
Mmokas3piBatoT, 4to B DM O-ciioe KOHIIEHTpalusi HHOOHS
cocramisier 27,3 ar. % (obnmacte / Ha puc. 1, 0, ar. %:
8,8 O; 43,6 Si; 27,3 Nb, 4,9 Mo; 15,4 Hf), a 8 BUMP-
cinoe — 0,5 at. % (o6nacte 2 Ha puc. 1, 0, at. %: 10,5 O;
55,0 Si; 0,5 Nb, 10,3 Mo; 23,7 Hf). O3CTP-npoduis
MOYKHO Pa3/ieluTh Ha TPH 30HbI: epBast (0T 0 10 5 MKM)
COOTBETCTBYET MarHETPOHHOMY CJIOI0, BTOPAst — AJIEKTPO-
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Puc. 1. Muxkpoctpykrypsl onepedtbix uuindos 1 OOCTP-npopunu nokpeituit DMO (a, 6); BUMP (s, 2); D110 + BUMP (0, e)

Fig. 1. Cross-sectional microstructures and GDOES profiles of coatings: (a, 6); HiPIMS (s, 2); ESD + HiPIMS (0, e)

HCKPOBOMY IOKPBITHUIO HAa TIYOWHE MPUMEPHO OT 5
110 14 MKM, a TIOCIIeTHUH y4acTOK — NOIoKKe (puc. 1, e).

PentreHorpaMmbl TOKPBITUH  TPENCTAaBICHBI HA
puc. 2. O6pazoBanne B DUO-cnoe ¢a3, SBISIONIHXCS
MPOIYKTaMH MUKPOMETAJLTY PrHUSCKOTO MeperuiaBa mpo-
IYKTOB DPO3HUHU OCAXKIAEMOTO JIEKTPOJa ¢ MaTepHaIoM
nookku — NbSi, u Nb,Si, (puc. 2, a), cBUIeTENLCTBYET
0 BBICOKOM aJIre3u¥ TOKPBITHS K MOIIOKKE. B TIOKpHITHH,
KaK U B COCTaBE OCAKIACMOIO 3JIEKTPOIA, IPUCYTCTBYIOT
daser (Hf,Mo)B,, cBobomnoro Si m muokcuma HfO,,
KOTOPBI HA MUKPOCTPYKTYPE HMOKPBITHI BHIICH B BUJIC
OenpIx BKItoueHWi (puc. 1, a, 0). Ilocne BakyyMHOTO
OTXHIra BCE OCHOBHBIC (ha3bl HAXOISITCSA B MOKPBHITHU
MIPUMEPHO B TEX K€ KOHIEHTpausx (puc. 2, 6, Tadm. 1).
®daza Si ucye3aeT B pe3ynbTare B3auMOACHCTBHS C MOJ-
JOKKOM M oOpasoBanust NbSi,. B konuuectse 5 mac. %
obpasyercs 6opuanas pasa Nb,B,.

BUMP-nokpsITHE SIBISIETCS PEHTIEHOAMOP(HBIM.
Ha pentrenorpamMMe BHIHBI XapaKTepHBIC MTHKH ITOI-
JOXKM U aMmop¢Hble rano (puc.2,e). OgHako mocie
BaKyyMHOTO OT)KHT@ TOSBITIOTCS KPHCTAILTHICCKIE
¢aspr: HSi,, MoSi, , (Hf,Mo)B, (puc. 2, 2). O6pasosanue
daser NbSi, obycnosneno mudpdysueii HHOOHs U3 Mox-
NOKKH, a MoO, — HanuuueM MPUMECHOTO KHMCIOpOa
B mumeHu. JlanHple (a3oBoro anamuza B TalI. 2 mpu-
BeZIeHbI Oe3 yueTa Matepuana nomnoxku (Nb), Tak kKak
TOJIIMHA TIOKPHITHS MEHBIIE TITyOHHBI MPOHUKHOBEHIISI
PEHTTEHOBCKUX JIy4eil.

MHuKpOCTpyKTypa KOMOMHHUPOBAHHOTO ITOKPBHITHS
mocjae BaKyyMHOTO OT)KUTa NpUBEJICHA Ha pHC. 3, a.
BHYTpHE »IMEeKTpONCKPOBOTO MOKPHITHS (popMHpyeTCs
BHEIIHUH CII0H ¢ pe3Ko 0003HAUYeHHOU rpaHuIeil, cOOT-
BeTcTByroImi (paze NbSi, (o6macts 2 Ha puc. 3, a, at. %:
2,9 O; 64,2 Si; 28,8 Nb; 2,1 Mo; 2,0 Hf). Bo BHemHeM
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Puc. 2. Peutrenorpammbl mokpeituit DO (a, 6) u BUMP (s, 2)

a, 6 — 10 OTXkHTa; §, 2 — mocie omkura (1 =900 °C, 1= 30 mMuH)

Fig. 2. X-ray diffraction patterns of ESD (a, ) and HiPIMS (s, 2) coatings

a, ¢ — before annealing; 6, 2 — after annealing (£ = 900 °C, T = 30 min)

TEMHOM CJI0€, KaK ¥ B TPaHUYAIeM C MOJIOKKOH BHYT-
PEHHEM CJIO€, IPUCYTCTBYIOT CBETIbIE BKIodeHus HIO,.
CornacHo manabiM PCMA, Bo BHyTpeHHEH oOmacTtu
colep)kaHue KpeMHHUs Hibke M cocraBiser 28,1 at. %
(obmacte 3, at. %: 7,4 0; 28,1 Si; 48,3 Nb; 4,2 Mo;
12,0 Hf). Takum obGpa3om, B pesyinbTare TEPMHUYECKON
o0pabdotkn B DUO-cioe TpOMCXOIAT TOMOTCHU3AIHS
[0 KPEMHHUIO W BBIPABHUBAHME MHUKPOHEOIHOPOIHO-
cTeil, 00pa30BaHHBIX B Pe3y/bTaTe CIUHUYHBIX aKTOB
Macconeperoca. OZHOPOIHOE MO COCTaBY U CTPYKTYype
MarHeTpoOHHOE MOKPBITHE TOCIE KPHCTAUIN3AINN HE

MeHsieT cocTaB (o0OmacTb /, at. %: 11,5 O; 52,8 Si; 0,5 Nb;
10,9 Mo; 24,1 Hf) u He yuacTByeT B ()OPMUPOBAHHUHU CIIOS
NbSi,. Kapra pacnpenenenus 5J1€MeHTOB MOATBEPKIAET,
yT1o BO BHemHeM DU O-cioe MoBbIIEHAa KOHLIEHTPALHS
KpPEMHHS, a BO BHyTPeHHEM — HHOOus (puc. 3, 0).
Ucxonnas namens ¢ yaactkamu DMO- u BUMP-cio-
€B, Ha KOTOPOU NIPOBOJWIIH K Sifu UCCIIEAOBAHUS CTPYK-
TYpHO-()a30BBIX IPEBpAICHUN PU HAIPEBE B KOJOHHE
MIPOCBEYMBAIOIIETO JJIEKTPOHHOTO MHKPOCKOIA, ITOKa-
3aHa Ha puc. 4, a. [locne oxnaxnenuss ¢ 900 °C nHa
JAMEIH TaKXKe IOSBISCTCS HOBBIH CIOW Yy TpaHHIBI
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Table 1. Phase composition of ESD coatings before and after annealing

HcxoHOE TIOKPBITHE TToKpBITHE MOCITE OTHKUTa
®daza CIpyiCyR e [lepuox, am Ilepuon, am
THII Homst, mac. % JHois, mac. %

a G a G
NbSi, hP9/3 49 0,4785 | 0,6591 50 0,4783 | 0,6589
Nb,Si, hP16/19 15 0,7565 | 0,5260 13 0,7578 | 0,5258
(HEMo)B, hP3/4 3 0,3112 | 0,3358 4 0,3123 | 0,3373
Si cF8/1 3 0,5417 - - -
HfO, oP24/16 8 - - 7 - -
Nb,B, 0C20/4 - - - -
Nb cl2/1 22 0,3294 21 0,3300 -
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Tabnuya 2. ®a3oBblii coctaB BUMP-nokpbiTHs
NocJie OTKUra

Table 2. Phase composition of HiPIMS coating
after annealing

Dasa Crpyxtyp- | [ons, Ilepuon, M

HBIN THIT Mmac. % a b c
HIfSi, 0oC12/1 31 3,6980 | 14,6480 | 3,6780
MosSi, hP3/4 34 0,4602 - 0,6570
HfB, hP3/4 12 0,3141 - 0,3470
NbSi, hP9/3 10 0,4801 - 0,6600
MoO, mP8/6 13 1,0595 - 0,3728

¢ BUMP-nokpeiTHeM (puc. 4, 6), coctaB KOTOPOTo, IO
nauubiM PCMA, cootserctyet (hase NbSi, (puc. 4, ).
[TonTBepxIeHo, 4To Ha JAUGpaKTOrpamMMe, TOTYICHHOM
C DTOr0 MPOMEKYTOYHOTO CIIOS, KONbI[A C MEXKILIOC-
KOCTHBIMH pacctossHusMu  d/n = 0,356, 0,218, 0,210
u 0,136 1M ot pedexcos miockocrteit (101), (111), (112)
u (114) raxxke mpunamiexar pasze ~-NbSi,, a konbua
¢ d/n=0,638, 0,319, 0,240, 0,218, 0,210 u 0,140 u™M oT

mrockocteit (100), (200), (210), (211), (112) n (402) —
dase Nb,Si, (puc. 4, 2).

Bo BuyTtpennem cinoe OUO-NOKPHITUS 3HAYUMBIX
U3MCHEHUH CTPYKTYpHl MPU HArpeBe HE MPOUCXOIIIO
(puc. 5, a—6). OmgHako ToOcCHe OXJaXIEHHUS oO0pasia
¢ 900 °C no KOMHaTHOH TemIeparypbl HaOJII01aI0Ch
HM3MEHEHHE KOHTPACTa HEKOTOPBIX 00IacTel, YTO MOXKET
OBITH CBs3aHO Kak ¢ An((Yy3UOHHBIM IIepepacipeneie-
HHEM 3JICMEHTOB, CONPOBOXIAIOIIUMCS PACTBOPEHUEM
OTJENBHBIX CTPYKTYPHO-(a30BBIX COCTABIIIOIINX, TaK
Y C pellakcaleil HanpshKeHu# (puc. 5, 2).

B pesynbrare HepaBHOBECHOU KPHUCTAIUIN3AIMH TIPU
OO B nokpeiTHn HabMona0TCs 3epHa haser y-Nb,Si,,
3aTBEpICBINNE B HAIIPABICHUH OT ITOUIOKKH K MOBEPX-
HOCTH TIOKPBITHS, HATOMHHAIOIINE TI0 CBOEMY PACIOJIO-
YKCHUIO ACHAPHUTHL. J|eHAPUTHBIA POCT MeTacTaOMITBHON
¢aspr Nb,Si; B pesynbsTare HEPABHOBECHOH KPUCTAILIH-
3amuu B croraBax Nb—Si ormewanu B padorax [29; 30].
Nzob6pakenue [1OM BP 3epHa cunmnuaa, OpueHTHPO-
BaHHOTO BJIONb HampasieHus [110], cooTBeTcTByOImIAs
anekTpoHorpamma u jaanHele PCMA mnpuBeneHsl Ha
puc. 5, 0—oc. Takke ymamoch TONTBEPAUTH HaIHMIUC

26 Nbof=————m126 Mooj————221 Hf o}

ommm—"—114s Si o

1 MM

Puc. 3. Mukpoctpykrypa DMO+BUMP-1okpbITHS (@) ¥ KapTa paclpeeieHus 3IEMCHTOB
B IIPOMEXKYTOYHOM CJI0€ () 1ocie OTKHUra

Fig. 3. Microstructure of the ESD + HiPIMS coating () and elemental distribution map
in the intermediate layer (6) after heat treatment
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Puc. 4. MukpocTpyKTypa J1amenu Jio (@) u mociie Harpesa u oxyaxaeHus ¢ 900 °C (6); anexrpoHorpamma (6)
n nanabie PCMA (2) Ut IpoMexXyTOYHOTO CIIOsT

Fig. 4. Microstructure of the lamella before (a) and after heating and cooling from 900 °C (6);
electron diffraction pattern (¢) and EDS data (2) for the intermediate layer

B cocraBe nokpeitus 3epen HfO, pasmepom 50-100 um.
N3o6paxenue [1OM BP okcumaHo# yacTHIBI, OPHEHTH-
pPOBaHHOM BIOJIH HAIPABJICHHUS [024], COOTBETCTBYIOIIAS
anekTpoHorpamma U aanHble PCMA mpencraBieHsl Ha
puc. 5, 3—x.

BUMP-nokpeiTie g0 Ttemmneparypsl 600 °C  He
U3MCHSICTCSI U XapaKTepU3YyeTCsl CIIOUCTOM CTPYKTY-
poii (puc. 6, a). Ha nsnexTpoHOrpamme HaOIOmaeTCS
IIMPOKOE TU(PPY3HOE KOJIBIIO, CBUACTEIBCTBYIOIIEE 00
aMop(HOM COCTOSHHUM TOKphITUS. [Ipu Temmeparype
700 °C HaumHaeTCs KpUCTAJUTM3AIUS M Ha JJIEKTPOHO-
rpaMMmax BHUJIHBI KOJIbIIA C MEXIUIOCKOCTHBIMH PacCTOs-
ausmu d/n = 0,355, 0,261, 0,213 u 0,178 M, coOTBETCT-
Byromumu miockoctsam (001), (100), (101) u (002) da3sr
(Hf,Mo)B, (puc. 6, 6, e). VYBenudeHHE TEMIIEPATYPhI

10 800 °C compoBOX/1aJI0Ch TOSIBIICHUEM HOBBIX OTpa-
wenud ¢ d/n=0,291, 0,225 u 0,213 HM OT peduiekcon
mnockocrert (101), (110), (103), cBumeTenbCTBYIOMNX
o BeiIenenun ¢aspl MoSi, (puc. 6, 6, o).

Hanpueiimmii HarpeB 10 900 °C npuBOANT K TOSIB-
JIEHUIO CHJIUIMIOB radHUs Hf3Si2 C OTpaXCHUSIMHU
din=0,493, 0,357, 0,309 u 0,262 HM OT pediieKkcoB
wiockocrei (110), (001), (210), (211) u HfSi, ¢ orpaxe-
Husmu d/n = 0,355, 0,262, 0,226 u 0,206 HM OT pediek-
coB tockocreit (110), (111), (131), (061) (puc. 6, 2, 3).
[Tocite oxnaxIeHUs] CTPYKTypa TMOKPBHITUS HE HW3MEHH-
nace. Habmonarores 4 xpucramimdeckue ¢paser: HESi),
HfSi,, MoSi, n (Hf,Mo)B,.

B Tabn. 3 mpuBeneHsl pe3ynsTaThl U3MEPEHUs TBEP-
noctu (H), mogyns ynpyroctu (E) TMOKPBITUH W TIOA-

Tabsmya 3. MexaHn4yeckue CBOMCTBA MOKPBHITHI U MOMJIOKKH

Table 3. Mechanical properties of coatings and Nb-1 substrate

OUNO-noKkpsITHE

BUMP-nokpsiTne

TTommoxxka HO-1

Hcxonnoe ‘ Otroxoxennoe | Mcxomnoe | Oroxokennoe | Mcxomnas ‘ OToxXKEHHAs
H,TTla
183 | 2337194 | 125 93 | 18 | 25
E,Ila
285 | 2027256 | 216 207 | 123 |

" Brewnwuii cioit Ha ocHoe NbSi,.

** BHyTpenHuii cioii Ha ocHose Nb,Si,
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Puc. 5. MukpocTpyKTypbl BHYTpeHHEro ciiosi OMO-NOKpITHS 10 OTXuUra (@), IpH in situ Harpese
110 400 °C (6), 800 °C (8), a Taxxke mocie oxyaxaeHus ¢ 900 °C (2); 3epHO crmnuaHOH dassl (9),
ero annekTpoHorpamma (e) u nanasie PCMA (o#¢); okcuHas yacThIa (3), ee anekrponorpamma (u) n nanasie PCMA (k)

Fig. 5. Inner layer microstructures of ESD-coating before annealing (@), during in situ heating to 400 °C (), 800 °C (s),
and after cooling from 900 °C (2); silicide phase grain (9), its electron diffraction pattern (e)
and EDS data (arc); oxide particle (3), its electron diffraction pattern (u), and EDS data (k)

noxkkn. TBepmocte ucxomHoro DWO-mokpeitust paB- gocte H=19,4TTla, 9yTto yka3plBaeT Ha OTCYTCTBHUE
HOoMepHa 1o TosmmuHe U cocrapisier 18,3 I'Tla. Tlocne  crpykrypHbIX npeBpamieHuil B cinoe Ha ocHoBe Nb,Si,.
OTXKWTa BHYTPEHHHH CJOH MOKPBITHS COXpaHSIeT TBep- HesHaunTenbHOE CHIKCHHE MOIYIS YHIPYTOCTH MOYKHO
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Puc. 6. MEKpPOCTPYKTYpHI (a—2) U 31EKTPOHOTpaMMBbI (0—3) BUMP-mokpeiTis
nipu in situ Harpese 10 600 °C (a, 9), 700 °C (8, e), 800 °C (8, s#c), a Tarke nocie oxnaxaeHus ¢ 900 °C (e, 3)

Fig. 6. Microstructures (a—2) and electron diffraction patterns (0—3) of the HiPIMS coating
during in situ heating to 600 °C (a, 9), 700 °C (0, e), and 800 °C (s, arc), and after cooling from 900 °C (e, 3)

CBA3aTh ¢ TOBBINIEHHEM Jom Nb 3a cuet ero quddy-  Oonee BrICOKOH TBepAOCTHIO a3kl NbSi, 1o cpaBHeHMIO
3UU OT TOJUIOKKH K CJIOK0 Ha 0CHOBe NbSi,. 3uauenuss ¢ Nb,Si, u orcyrcTBHEM B HeM CBOOOAHOIO HUOOWS,
tBeproctu 23,3 I'Tla Bo BHemHeM ciioe OOYCIIOBIGHO a TakXe JIeTUpOBaHWEM Jo0aBKamMu OOpHIOB HHOOWS
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(HE,Mo)B, n Nb,B;. Jlns BUMP-nokpeITust TBEpIOCTH
cocraisier H = 12,5 I'Tla, 94T0 COOTBETCTBYET 3HAYCHUSIM
JUISL MarHeTpoHHBIX TOKpeITHi Hf-Si-Mo-B [31]. ITocne
BaKyyMHOTO OT)KWTa W peJlaKCalluyd HAIPsDKEHUH TBEp-
nocth cHwkaercs a0 9,3 I'Tla. TloBeimienne TBepAOCTH
TIOJUTOKKH B pe3ynbTrare oTkura ¢ 1,8 mo 2,5 I'Tla cBsizano
¢ muddysuelt KpeMHUSI B TPUTPAHIYHYIO 00JIaCTb.

BoiBogabi

1. IlocnenoBaTenbHBIM ~ MPUMEHEHUEM  JJIEKTPO-
uckpoBoro ocaxueHus (OMO) W  BBICOKOMOIIHOTO
MMIYJIBCHOTO MarHeTpoHHoro pacnbuieHus (BHUMP)
MIPH  HMCIIONB30BAHUU dIeKTponoB/mumeHerr u3 CBC-
kepamuku HfSi,~HfB,~MoSi, na nomnoxke HuoOus
HO6-1 momydeHo JBYXCIIOHHOE TOKPBITHE TOJIIMHOM
15 mxm.  DMO-nokpeitue  tonmummuHoM  ~10+12 MKkM
Ha 65 Mac. % coctouT u3 (a3, SBIAIOMIMXCS MPOTYK-
TaMM B3aHMOJIEHCTBHS JIEKTPOJA ¢ MOAI0XKKOM: NbSi,,
Nb.Si, (H=1831ITla, E=285TITla). Ilo Ttommune
MOKPBITHA B HANIPABIEHUH OT OBEPXHOCTHU K TMOMAJIOKKE
HaOMoaeTes TPaIueHTHOE PaCTIPECIICHNUE SIEMEHTOB:
poct conepxkanust Nb ot 18 10 85 at. % u cHUXKEHHE KOH-
LeHTpauuu kpeMHus ot 54 1o 8 ar. %. BUMP-nokpsiTHe
HMMEET OHOPOIHYIO aMOP(HYIO CTPYKTYPY U XapaKTepH-
3yetcst TonmuHon ~5 mxm, H = 12,5 I'Tla, £ =216 I'Tla.

2. B pouiecce Harpesa Ha rpanuiie DMO- u BUMP-
c10eB o0OpasyeTcs mpocioika Ha ocHoBe NbSi, Tommu-
Holt ~2 Mkm, H = 23,3 T'Tla, £ =292 I'lla. BuyTpeuuuii
cioii  DUO-TOKPBITHS  COCTOMT W3  JIEHIPUTHBIX
3epen  MeractabuibHol (asel y-Nb,Si,, 3arBepres-
WX B HANPABICHUH, MEPICHANKYIIPHOM ITOUIOKKE;
H= 19,4TTla, E =256 I'Tla. Kpucrammzarus BUMP-
MOKPBITHS HadrHaeTcs npH Temneparype 700 °C ¢ obpa-
3oBanueM (aszel (Hf,Mo)B,. C pocrom Ttemmeparypsl
1o 800 °C noseasercs pasa MoSi,, a mpu 900 °C — daser
HfSi,, Hf;Si,. [Tocne BakyyMHOTO OT)KUTa MEXaHUYEC-
KHE CBOMCTBA HECKOJNBKO CHIDKAIOTCS OO 3HAUCHHUN
H=94TTla, E=207ITla, 9T0 MOXET OBITh CBS3aHO
¢ penakcaruei Hanpspkernid. Conepkanue Si B cocTaBe
MIOKPBITUSI HE MEHseTcs, cienoBaresbHo, BUIMP-cnoit
HE YJacTBYeT B (POPMHPOBAHUH HMPOMEKYTOTHOTO CIIOS
Ha ocHoBe NbSi,. Takum 00pa3oM, B IPOLECCE TEPMO-
00paboTKl  (POPMHPYETCSI MHOTOCIOHHOE TOKPBITHE
C BBICOKUMH MEXaHUYECKHUMHU CBOWCTBaMH.

Cnucok nutepatypbl / References

1. Kamun JI.C., Crexos I1.A. Pa3paboTka xapocTOHKuX 10-
KPBITHH [T AeTael 13 KapoIlPOYHbIX CIUTAaBOB Ha OCHO-
Be HUoOus. Ipyowt BUAM. 2017;49(1):1-10.
https://doi.org/10.18577/2307-6046-2015-0-6-1-1

Kashin D.S., Stekhov P.A. Development of heat-resistant
coatings for parts made of heat-resistant alloys based on
niobium. Trudy VIAM. 2017;49(1):1-10. (In Russ.).
https://doi.org/10.18577/2307-6046-2015-0-6-1-1

10.

11.

12.

13.

14.

Babak V.P., Lyashenko B.A., Shchepetov V.V., Kharchen-
ko S.D. Heat protective coatings on niobium alloys. Me-
chanics and Advanced Technologies. 2020;90(3):88-98.
https://doi.org/10.20535/2521-1943.2020.0.219550

Fu T., Chen L., Zhang Y., Shen F., Zhu J. Microstructure
and oxidation resistant of Si-NbSi, coating on Nb sub-
strate at 800 °C and 1000 °C. Ceramics International.
2023;49(13):21222-21233.
https://doi.org/10.1016/j.ceramint.2023.03.252

Choi Y.-J., Yoon J.-K., Kim G.-H., Yoon W.-Y., Doh J.-M.,
Hong K.-T. High temperature isothermal oxidation beha-
vior of NbSi, coating at 10001450 °C. Corrosion Sci-
ence.2017;129:102-114.
https://doi.org/10.1016/j.corsci.2017.10.002

Yoon J.-K., Kim G.-H. Accelerated oxidation behavior of
NbSi, coating grown on Nb substrate at 600-900 °C. Cor-
rosion Science. 2018;141:97-108.
https://doi.org/10.1016/j.corsci.2018.07.001

Sun L., Fu Q.-G., Fang X.-Q., Sun J. A MoSi,-based com-
posite coating by supersonic atmospheric plasma spraying
to protect Nb alloy against oxidation at 1500 °C. Surface
and Coatings Technology. 2018;352:182-190.
https://doi.org/10.1016/j.surfcoat.2018.07.091

Yan J., Liu L., Mao Z., Xu H., Wang Y. Effect of spraying
powders size on the microstructure, bonding strength, and
microhardness of MoSi, coating prepared by air plasma
spraying. Journal of Thermal Spray Technology. 2014;23:
934-939. https://www.doi.org/10.1007/s11666-014-0120-3
Yan J.-H., Wang Y., Liu L.-F., Wang Y. Oxidation and in-
terdiffusion behavior of niobium substrate coated MoSi,
coating prepared by spark plasma sintering. Applied Sur-
face Science. 2014;320:791-797.
https://www.doi.org/10.1016/j.apsusc.2014.09.018

Xiao L., Zhou X., Wang Y., Pu R., Zhao G., Shen Z.,
Huang Y., Liu S., Cai Z., Zhao X. Formation and oxida-
tion behavior of Ce-modified MoSi,~NbSi, coating on
niobium alloy. Corrosion Science. 2020;173:108751.
https://doi.org/10.1016/j.corsci.2020.108751
Bukhanovskii V.V., Borisenko V.A., Kharchenko V.K.,
Mamuzic 1. High-temperature strength of niobium alloy
SVMTs with a silicide-ceramic coating. Part 1. Short-
term strength characteristics. Strength of Materials.
2004;36(2):159-202.
https://doi.org/10.1023/B:STOM.0000028311.58809.f9
Fernandes P.B., Coelho G.C., Ferreira F., Nunes C.A.,
Sundman B. Thermodynamic modeling of the Nb—Si sys-
tem. Intermetallics. 2002;10(10):993-999.
https://doi.org/10.1016/S0966-9795(02)00125-5

Shen F., Fu T., Zhang Y., Gao Q., Chen L. Synthesis of
Si-NbSi, coatings on Nb substrate by hot dip silicon-
plating method under the various deposition temperatures.
Applied Physics A. 2022;128:984.
https://doi.org/10.1007/s00339-022-06129-0

Qiao Y., Chen T., Guo X. Diffusion barrier effect of Al,O,
layer at the interface between Mo—Si—B coating and Nb—Si
based alloy. Corrosion Communications. 2021;4:45-56.
https://doi.org/10.1016/j.corcom.2021.10.003

Yue G., Guo X., Qiao Y. Study on the diffusion barrier
effect of WSi, layer at the MoSi,/Nb-Ti-Si based alloy
interface. Corrosion Science. 2020;163:108299.
https://doi.org/10.1016/j.corsci.2019.108299

57


https://doi.org/10.18577/2307-6046-2015-0-6-1-1
https://doi.org/10.18577/2307-6046-2015-0-6-1-1
https://doi.org/10.20535/2521-1943.2020.0.219550
https://doi.org/10.1016/j.ceramint.2023.03.252
https://doi.org/10.1016/j.corsci.2017.10.002
https://doi.org/10.1016/j.corsci.2018.07.001
https://doi.org/10.1016/j.surfcoat.2018.07.091
https://www.doi.org/10.1007/s11666-014-0120-3
https://www.doi.org/10.1016/j.apsusc.2014.09.018
https://doi.org/10.1016/j.corsci.2020.108751
https://doi.org/10.1023/B:STOM.0000028311.58809.f9
https://doi.org/10.1016/S0966-9795(02)00125-5
https://doi.org/10.1007/s00339-022-06129-0
https://doi.org/10.1016/j.corcom.2021.10.003
https://doi.org/10.1016/j.corsci.2019.108299

DM v on

W3BECTUA BY30B

W3BECTUA BY30B. [TOPOLIKOBAA METANNIYPTUA U GYHKLLIMOHANBHBIE MOKPbITUA. 2025;19(3):48-59
3amynaesa E.W., JloauHos [1.A. u Op. CTPYKTypa v CBOICTBA ABYXCNIOMHbIX NOKPbITUI B cucteme HfSi,—HfB,~MoSi, ...

15.

16.

17.

18.

19.

20.

21.

22.

23.

24.

2S.

58

Kurokawa K., Ochiai G., Takahashi H., Ohta S., Taka-
hashi H. Effects of sputter-deposited materials (W, Ti
and SiC) on interfacial reaction between MoSi, and Nb.
Vacuum. 2000;59(1):284-291.
https://doi.org/10.1016/S0042-207X(00)00281-5
ZhangY.,FuT., YuL., Cui K., Wang J., Shen F., Zhang X.,
Zhou K. Anti-corrosion coatings for protecting Nb-based
alloys exposed to oxidation environments: A review.
Metals and Materials International. 2023;29(1):1-17.
https://doi.org/10.1007/s12540-022-01222-8

Zhang X., FuT., Cui K., Zhang Y., Shen F., Wang J., Yu L.,
Mao H. The protection, challenge, and prospect of anti-
oxidation coating on the surface of niobium alloy. Coa-
tings. 2021;11(7):742.

https://doi.org/10.3390/coatings 11070742

Zhang K., Lei S., Yang R., Zhang Y., Chen S., Zhang X.,
Li W. Formation and oxidation behavior of SiO,/NbSi,
multilayer coating fabricated by one-step method. Surface
and Coatings Technology. 2023;452:129117.
https://doi.org/10.1016/j.surfcoat.2022.129117

Su L., Lu-Steffes O., Zhang H., Perepezko J.H. An ultra-
high temperature Mo—Si-B based coating for oxidation-
protection of NbSS/Nb.Si, composites. Applied Surface
Science. 2015;337:38-44.
http://doi.org/10.1016/j.apsusc.2015.02.061

Burk S., Gorr B., Kriiger M., Heilmaier M., Christ H.-J.
Oxidation behavior of Mo—Si—-B—(X) alloys: Macro- and
microalloying (X = Cr, Zr, La,0,). JOM: The Journal of
the Minerals, Metals and Materials Society. 2011; 63(12):
32-36. https://doi.org/10.1007/s11837-011-0203-2

Zhang P., LiY., Chen Z., Shen C., Feng P. Preparation and
moderate temperature oxidation behavior of Ti- and Al-
doped NbSi,~Si,N, composite coatings on Nb alloy. Sur-
face and Coatings Technology. 2019;379:125005.
https://doi.org/10.1016/j.surfcoat.2019.125005

Xiao L., Zhou X., Wang Y., Pu R., Zhao G., Shen Z.,
Huang Y., Liu S., Cai Z., Zhao X. Formation and oxida-
tion behavior of Ce-modified MoSi —NbSi, coating on
niobium alloy. Corrosion Science. 2020;173:108751.
https://doi.org/10.1016/j.corsci.2020.108751

Zamulaeva E.I., Zinovieva M.V., Kiryukhantsev-Kor-
neev Ph.V., Petrzhik M.I., Kaplanskii Yu.Yu., Klechkovs-
kaya V.V., Sviridova T.A., Shvyndina N.V., Levashov E.A.
Protective coatings deposited onto LPBF-manufactured
nickel superalloy by pulsed electrospark deposition using
MoSi,~MoB-HfB, and MoSi,-MoB-ZrB, electrodes.
Surface and Coatings Technology. 2021;427:127806.
https://doi.org/10.1016/j.surfcoat.2021.127806
Kiryukhantsev-Korneev P.V., Sytchenko A.D., Gorsh-
kov V.A., Loginov P.A., Sheveyko A.N., Nozhkina A.V.,
Levashov E.A. Complex study of protective Cr,C,~NiAl
coatings deposited by vacuum electro-spark alloying,
pulsed cathodic arc evaporation, magnetron sputte-
ring, and hybrid technology. Ceramics International.
2022;48(8):10921-10931.
https://doi.org/10.1016/j.ceramint.2021.12.311
Kuproxannes-Kopaees @.B., Kynpsmos A.E., Illeseii-
ko A.H., OpexoB A.C., Jleramos E.A. TIoBbiieHne okuc-
JIUTENILHON CTOWKOCTH JKapOIPOYHOTO HUKEIEBOTO CILIa-
Ba OI1-718 U]I ¢ nomoribto KOMOMHUPOBAHHOW TEXHOJIO-
MU WHKEHEPUH TOBEPXHOCTHU. [Tucvma o mamepuanax.

26.

27.

28.

29.

30.

31.

2020;10(4):371-376.
https://doi.org/10.22226/2410-3535-2020-4-371-376
Kiryukhantsev-Korneev Ph.V., Kudryashov A.E., She-
veyko A.N., Orekhov A.S., Levashov E.A. Improving the
oxidation resistance of Inconel 718 high-temperature ni-
ckel alloy using combined surface engineering technolo-
gy. Letters on Materials. 2020;10(4):371-376. (In Russ.).
https://doi.org/10.22226/2410-3535-2020-4-371-376
[Toroxes 10.C., JlememeBa M.B., Ilotanun A.1O., Pyna-
cos C.1., BepmunnukoB B.J., Jlesamos E.A. I'erepo-
(aznas kepamuka B cucreme Hf-Si—-Mo-B, nonyueHnas
couetanueM metonoB CBC u ropsiaero npeccoBanust. H3-
secmust 8y3086. [{eemnas memannypeus. 2019;(3):36—46.
https://doi.org/10.17073/0021-3438-2019-3-36-46

Pogozhev Yu.S., Lemesheva M.V., Potanin A.Yu., Rupa-
sov S.I., Vershinnikov V.I., Levashov E.A. Heterophase
ceramics in the Hf-Si-Mo—B system fabricated by the
combination of SHS and hot pressing methods. Russian
Journal of Non-Ferrous Metals. 2019;(4):380-389.
https://doi.org/10.3103/S1067821219040102

3amynaesa E.U., Kynpsmos A.E., Kuproxannes-Kophe-
eB @.B., bamxupos E.A., Mykanos C.K., [Toroxes 10.C.,
JleBamos E.A. ITony4enue 3aliUTHBIX TeTepoda3HbIX M0-
KPBITHH METOIaMH HMITYJIbCHOH 3JIEKTPOUCKPOBOM M HOH-
HO-TUIa3MEHHON 00paboTku. Onekmpounas obpabomka
mamepuanog. 2024;60(2):19-30.
https://doi.org/10.52577/e0om.2024.60.2.19

Zamulaeva E.I., Kudryashov A.E., Kiryukhantsev-Kor-
neev Ph.V., Bashkirov E.A., Mukanov S.K., Pogo-
zhevYu.S., Levashov E.A. Protective heterophase coa-
tings produced by electrospark deposition and high-power
impulse magnetron sputtering. Surface Engineering and
Applied Electrochemistry. 2024;60(4):607-617.
https://doi.org/10.3103/S1068375524700182

Merpxux M.U., JlepamoB E.A. CoBpeMeHHbIE METOJBI
n3ydeHus (QyHKIMOHAIBHBIX TOBEPXHOCTEH MEPCIIEKTHB-
HBIX MaTepUajoB B YCIOBHSAX MEXaHHYECKOTO KOHTAKTa.
Kpucmannoepagus. 2007;52(6):1002—1010.

Petrzhik M.I., Levashov E.A. Modern methods for in-
vestigating functional surfaces of advanced materials by
mechanical contact testing. Crystallography Reports.
2007;52(6):966-974.
https://doi.org/10.1134/S1063774507060065

Guo Y, Jia L., Lu W., Zhang H. Morphological heredity
of intermetallic Nb.Si, dendrites in hypereutectic Nb—Si
based alloys via non-equilibrium solidification. Chinese
Journal of Mechanical Engineering. 2022;35:84.
https://doi.org/10.1186/s10033-022-00764-7

McCaughey C., Tsakiropoulos P. Type of primary Nb,Si,
and precipitation of Nb_ in Nb,Si, in a Nb-8.3Ti-21.1Si~
5.4Mo—-4W-0.7Hf (at. %) near eutectic Nb-silicide-based
alloy. Materials. 2018;11(6):967.
https://doi.org/10.3390/mal1060967
Kiryukhantsev-Korneev Ph.V., Sytchenko A.D., Pota-
nin A.Yu., Vorotilo S.A., Levashov E.A. Mechanical pro-
perties and oxidation resistance of Mo—Si—B and Mo-Hf-
Si-B coatings obtained by magnetron sputtering in DC
and pulsed DC modes. Surface and Coatings Technology.
2020;403:126373.
https://doi.org/10.1016/j.surfcoat.2020.126373


https://doi.org/10.1016/S0042-207X(00)00281-5
https://doi.org/10.1007/s12540-022-01222-8
https://doi.org/10.3390/coatings11070742
https://doi.org/10.1016/j.surfcoat.2022.129117
http://doi.org/10.1016/j.apsusc.2015.02.061
https://doi.org/10.1007/s11837-011-0203-2
https://doi.org/10.1016/j.surfcoat.2019.125005
https://doi.org/10.1016/j.corsci.2020.108751
https://doi.org/10.1016/j.surfcoat.2021.127806
https://doi.org/10.1016/j.ceramint.2021.12.311
https://doi.org/10.22226/2410-3535-2020-4-371-376
https://doi.org/10.22226/2410-3535-2020-4-371-376
https://doi.org/10.17073/0021-3438-2019-3-36-46
https://doi.org/10.3103/S1067821219040102
https://doi.org/10.52577/eom.2024.60.2.19
https://doi.org/10.3103/S1068375524700182
https://doi.org/10.1134/S1063774507060065
https://doi.org/10.1186/s10033-022-00764-7
https://doi.org/10.3390/ma11060967
https://doi.org/10.1016/j.surfcoat.2020.126373

Pon e

POWDER METALLURGY AND FUNCTIONAL COATINGS. 2025;19(3):48-59
Zamulaeva E.1., Loginov P.A., and etc. Structure and properties of two-layer coatings ...

CBegeHns o6 aBTopax

EezeHnus1t HzopesHa 3amynaesa - K.T.H., Hay4. COTPYAHUK Jlabopa-
TopuM «In Situ AUArHOCTUKA CTPYKTYPHBIX NMpeBpalieHui» Hayu-
Ho-y4ye6Horo nenTpa (HYL]) CBC MUCHUC-UCMAH, HaunoHanbHBIN
Hcclle/oBaTeNbCKUM TexHoJorndeckul yHuBepcuteT «MHUCHC»
(HUTY MUCHUC)

ORCID: 0000-0002-1486-4075
&3 E-mail: zamulaeva@gmail.com

Ilasen Anekcandpoguy JIo2uHO8 - K.T.H., IOLEHT, CT. HAy4. COTPYA-
HUK, JJaGopaTopus «In situ ;MarHoCTHKA CTPYKTYPHBIX NpeBpalie-
Hui», HY1] CBC MUCUC-UCMAH, HUTY MUCUC

ORCID: 0000-0003-2505-2918
B3 E-mail: loginov.pa@misis.ru

duaunn Baadumuposuu Kupioxanyes-KopHees - 1.T.H., npodec-
cop Kadeapbl NMOPOLUIKOBOH MeTaNIyPrud U QYHKLHMOHAIBHBIX
nokpbiTui ([IMu®Il) HUTY MUCHUC, 3aB. 1abopaTopueit «In situ
JIMarHOCTHKa CTPYKTYpHBIX npeBpamenuii» HYLl CBC MHUCHC-
NUCMAH

ORCID: 0000-0003-1635-4746
& E-mail: kiruhancev-korneev@yandex.ru

Hamanaus BaadumupoeHna lllebIHOUHA - UH>XeHep HAYYHOTO MPo-
exta, HYL] CBC MUCUC-UCMAH, HUTY MUCHUC

ORCID: 0000-0002-4662-544X
& E-mail: natali19-03@list.ru

Muxaun Heanosuu Ilempoicuk - [J.T.H., npodeccop Kadeapsl
[IMu®Il HUTY MUCHUC, Bex. Hayy. coTpyauuk HYL CBC MUCHUC-
WCMAH

ORCID: 0000-0002-1736-8050
&3 E-mail: petrzhik. mi@misis.ru

EezeHuii Anekcandposuu Jleeawios - fi.T.H., 4i.-kopp. PAH, npod.,
aupexktop HYL CBC MHUCuC-HMCMAH, 3aB. kadesapoit [IMudIl
HUTY MUCHUC

ORCID: 0000-0002-0623-0013
& E-mail: levashov@shs.misis.ru

Bknap aBTopos

E. H. 3amynaesa - GopMUpoBaHUE OCHOBHOM KOHIENLMH, NOCTA-
HOBKaA IleJIM U 3a/la4M KcceloBaHus, ocaxjeHue U 0-moKpbITHH,
HOArOTOBKA TEKCTA CTATbH.

II. A. /loczuHoe - npoBesienue [19M, aHa/nnu3 sKCIIepUMEHTAIbHBIX
JIAHHBIX.

@, B. Kuproxanyes-KopHees - ocaxxaenre BUMP-niokpbiThii, npo-
BeseHue O3CTP.

H. B. lllebiHduHa - ipoBeJieHNe 3KcriepruMeHTOB 1o CIM, yyactue
B 00CYK/I€HUH Pe3yJIbTAaTOB.

M. H. [lempotcuk - ipoBeJieHNe MeXaHWYeCKUX HMCIBbITaHWH, MJa-
HUPOBaHHeE 3KCIIEPUMEHTOB.

E. A. /leeawioe - peneH3UpOBaHWE U peJaKTUpPOBaHUE TEKCTa,
dbopMynMpOBKa BbIBO/IOB.

@

)

Information about the Authors

Evgenia I. Zamulaeva - Cand. Sci. (Eng.), Research Scientist, Labo-
ratory “In situ diagnostics of structural transformations” of Scien-
tific-Educational Center of Self-Propagating High-Temperature Syn-
thesis (SHS-Center) of MISIS-ISMAN, National University of Science
and Technology “MISIS” (NUST MISIS)

ORCID: 0000-0002-1486-4075
& E-mail: zamulaeva@gmail.com

Pavel A. Loginov - Cand. Sci. (Eng.), Assistant Prof.,, Senior Re-
searcher, Laboratory “In situ diagnostics of structural transforma-
tions” of SHS-Center of MISIS-ISMAN, NUST MISIS

ORCID: 0000-0003-2505-2918
& E-mail: 1oginov.pa@misis.ru

Philipp V. Kiryukhantsev-Korneev - Dr. Sci. (Eng.), Professor of the
Department of powder metallurgy and functional coatings (PM&FC)
of NUST MISIS, Head of the Laboratory «In situ diagnostics of struc-
tural transformations” of SHS-Center of MISIS-ISMAN

ORCID: 0000-0003-1635-4746
€3 E-mail: kiruhancev-korneev@yandex.ru

Nataliya V. Shvindina - Scientific Project Engineer, SHS-Center of
MISIS-ISMAN, NUST MISIS

ORCID: 0000-0002-4662-544X
2 E-mail: natali19-03@list.ru

Mikhail I. Petrzhik - Dr. Sci. (Eng.), Professor of the Department of
PM&FC of NUST MISIS, Leading Researcher of SHS-Center of MISIS-
ISMAN

ORCID: 0000-0002-1736-8050
& E-mail: petrzhik. mi@misis.ru

Evgeny A. Levashov - Dr. Sci. (Eng.), Prof,, Corresponding Member
of the Russian Academy of Sciences, Head of SHS-Center of MISIS-
ISMAN, Head of the Department of PM&FC of NUST MISIS

ORCID: 0000-0002-0623-0013
B2 E-mail: levashov@shs.misis.ru

Contribution of the Authors

E. I. Zamulaeva - developed the main concept, defined the aim and
objectives of the study, deposited the ESD coatings, and prepared
the manuscript.

P. A. Loginov - performed TEM analysis and interpreted the experi-
mental data.

Ph. V. Kiryukhantsev-Korneev - deposited the HiPIMS coatings
and carried out GDOES analysis

N. V. Shvindina - conducted SEM studies and participated in the
discussion of the results.

M. I. Petrzhik - performed mechanical testing and contributed to
experimental planning.

E. A. Levashov - reviewed and edited the manuscript and contribu-
ted to formulating the conclusions.

Cratbsa noctynuia 14.04.2025 r.
Jlopa6orana 15.04.2025 .
[IpuHaATa k ny6arkauuu 16.04.2025 r.

Received 14.04.2025
Revised 15.04.2025
Accepted 16.04.2025

59


https://orcid.org/0000-0002-1486-4075
mailto:zamulaeva@gmail.com
https://orcid.org/0000-0003-2505-2918
mailto:loginov.pa@misis.ru
https://orcid.org/0000-0003-1635-4746
mailto:kiruhancev-korneev@yandex.ru
https://orcid.org/0000-0002-4662-544X
https://orcid.org/0000-0002-1736-8050
mailto:mi@misis.ru
https://orcid.org/0000-0002-0623-0013
mailto:levashov@shs.misis.ru
https://orcid.org/0000-0002-1486-4075
mailto:zamulaeva@gmail.com
https://orcid.org/0000-0003-2505-2918
mailto:loginov.pa@misis.ru
https://orcid.org/0000-0003-1635-4746
mailto:kiruhancev-korneev@yandex.ru
https://orcid.org/0000-0002-4662-544X
https://orcid.org/0000-0002-1736-8050
mailto:mi@misis.ru
https://orcid.org/0000-0002-0623-0013
mailto:levashov@shs.misis.ru

’OI'IM u ®r W3BECTUA BY30B. [TOPOLIKOBAA METAINIYPTUA U GYHKLLIMOHANBHBIE MOKPbITUA. 2025;19(3):60-73
' usBECTA 8Y308 KuproxaHyes-KopHees @.B., Yepmosa A.[. u Op. CTpyKTypa 1 CBOWMCTBA aHTUDPUKLMOHHBIX MOKPLITUIA ...
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Nanostructured Materials and Functional Coatings

YOK 621.793.18 HayuHas cmambus
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@ICEIS)
CTpyKkTypa 1 cBOMCTBa aHTUPPUKLMOHHDBIX MOKPbITUN
B cucteme Ti-Cr-Ni-Cu-Sn-P-C-N,
NONYYE€HHbIX METOAOM MarHeTPOHHOIro pacnblJIeHUS
KOMMNOo3uuMoHHbIXx CBC-MuweHen

®. B. KuproxanueB-Kopaees, A. JI. YeptoBa “,

I0. C. Iloroxes, E. A. JIeBauios

HanmnonanbHblii Hcc/ieoBaTeIbCKHil TexHoornyeckuii ynusepeuter «MUCHUC»
Poccust, 119049, . Mocksa, JIlenunckwuii np-T, 4, ctp. 1

&3 kiruhancev-korneev@yandex.ru; alina-sytchenko@yandex.ru

AnHoTayms. CtaTbsl IIOCBAIICHA TTOMYYCHHIO aHTH(OPUKIIMOHHBIX M3HOCOCTOMKHUX MOKPBITUH METOZOM MarHeTPOHHOTO PACIBUICHUS
¢ ucnonb3oBaHneM Komro3unuoHHbIX KaromoB-muineHerd TiCrNiC u TiCrNiC—CuSnP B cpene Ar u Ar+ 15 % Nz. OTtnenpHOE
BHIMaHUE yJIEJICHO U3YUeHUIO (Da30BOTO COCTAaBAa U CTPYKTYPBI MUIICHEH, H3TOTOBICHHBIX C IPUMEHEHHEM METOa CaMOpacIIpoCT-
panstronierocst Beicokoremreparyproro cuare3a (CBC). CrpykrypHble HCCIEIOBaHHS MHIICHEH M MOKPHITHH BBITOTHEHBI METO-
JlaMU PeHTTeHO(a30BOT0 aHAJIM3a, PACTPOBON AIEKTPOHHOH MUKPOCKOIHH, YHEPTOAUCIIEPCHOHHON CIIEKTPOCKOITNH U ONTHISCKON
9MUCCHOHHOH CIIEKTPOCKOINH TICIOUIETro pas3psiaa. MexaHndecknue u TpHOOIOrHIecKue CBOUCTBA MMOKPBITUIT N3MEPEHBI C UCTIONb-
30BaHUEM METO/I0B HAHOMHCHTUPOBAHUs], CKPATY-TECTUPOBAHUS U U3MEPUTEIBHOIO CKOJIbKCHUS. YCTaHOBJICHO, YTO II0JIyYCHHBIC
MOKPBITUST 00J1aJaIi INIOTHON Manofe(eKTHOH CTPYKTYpOil ¢ paBHOMEPHBIM PAcIpeie/ICHHEM JIEMEHTOB 1o ToimuHe. OCcHOBY
nokpertuil cocraBsumm ['TK-daser ¢-TiC(N) u ¢-(Ni,Cr). IIpn BBeneHnn B cOCTaB MOKPHITHH MeIu (pOpMHUPOBANACh JOMOJIHH-
TenbHas amopHas Gasza Ha ee ocHoBe. [lokpbITHS 001a1a1H TBEpAOCThIO B iuana3one 18—21 I'Ila u Mmomyiem yrpyroct Ha ypoBHE
220-235 I'Tla, a Takxke XapaKTepU30BaIUCh BBICOKOM KPUTUUECKOI HArpy3Kkoil aare3uoHHoro paspyuienus 10 60 H. Munumanbsbii
koddunuent tpenus 0,17-0,18 nemoncTpupoBanu HepeakiuoHHble HOKPHITUS Ti—Cr-Ni—C, U1 OCTaIbHBIX COCTAaBOB €rO
3HAYESHUsI HAXOJWINCH B nHTepBaie ot 0,22 10 0,25, B TO BpeMsi KaK y CTaJIbHBIX OATIOXKEK 0€3 MOKPHITHSI 9TOT II0Ka3aTeNb COCTABIISII
0,63-0,71. BenuunHa npuBeAEHHOIO U3HOCA, B 3aBUCUMOCTH OT MaTepHaja UCIOIb3yEMbIX KOHTPTEI U COCTABOB IIOKPBITUI, U3Me-
msuiack ot 1,1:1070 10 5,0-107° mm?/(H M), 4T0 nouTH Ha 1Ba MOPS/IKA HUKE, 4eM y Marepuaia nomiokku: (1,2+2,7)- 107 mm*/(H-m).

KnioueBbie cnoBa: kapOuj THTaHa, MarHETPOHHOE pacIblUIeHHe, KoMIo3uiuoHHble CBC-MuIeHH, aHTH()PUKIMOHHBIE MOKPBITHS,
K03 QUIMEHT TPEHHUS U U3HOCOCTONKOCTD

BnaropgapHocTy: Pabota BhInonHeHa pu GpUHAHCOBOIT Mojep)xke MUHKUCTEpCTBA HAYKH M BbICIIero oopaszoBanus PO B pamkax rocy-
napctBerHoro 3aaanus (mpoekt Ne FSME-2025-0003).
Asrops! npusHarensisl M.U. [erpxuxy 1 M. 5. BerakoBoii 3a momMo1s B MPOBECHHN MEXaHHIECKHX M TPHOOIOrHYECKUX UCIIBITaHUH
HOKPBITUH.

Ans umTuposarHua: Kuproxanues-Kopuees @.B., Ueprosa A./l., [Toroxes 10.C., Jleamos E.A. CtpykTypa u CBOWCTBa aHTU(DPUK-
oHHBIX OKpbITHH B cucTeMe Ti—Cr—Ni—Cu—Sn—P—C—N, noyiy4eHHbIX METOJOM MarHETPOHHOTO PACIIBUICHUSI KOMIIO3HIIMOHHBIX
CBC-mutueneit. Hzsecmus 6y306. [lopowikosas memannypeus u (hyHkyuoHaivuvle nokpvimusi. 2025;19(3):60-73.
https://doi.org/10.17073/1997-308X-2025-3-60-73

60 © 2025 r. ®. B. Kuproxanues-Kophees, A. /l. YepToga, 10. C. [loroxes, E. A. Jleaios


https://doi.org/10.17073/1997-308X-2025-3-60-73
mailto:kiruhancev-korneev%40yandex.ru?subject=
mailto:alina-sytchenko@yandex.ru
https://powder.misis.ru/index.php/jour/search/?subject=карбид титана
https://powder.misis.ru/index.php/jour/search/?subject=магнетронное распыление
https://powder.misis.ru/index.php/jour/search/?subject=композиционные СВС-мишени
https://powder.misis.ru/index.php/jour/search/?subject=антифрикционные покрытия
https://powder.misis.ru/index.php/jour/search/?subject=коэффициент трения и износостойкость
https://doi.org/10.17073/1997-308X-2025-3-60-73
mailto:alina-sytchenko%40yandex.ru?subject=
mailto:alina-sytchenko%40yandex.ru?subject=

POWDER METALLURGY AND FUNCTIONAL COATINGS. 2025;19(3):60-73

ST PM s FC Kiryukhantsev-Korneev Ph.V., and etc. Structure and properties of antifriction ...

Structure and properties
of antifriction Ti-Cr-Ni-Cu-Sn-P-C-N coatings
deposited by magnetron sputtering
of composite SHS targets

Ph. V. Kiryukhantsev-Korneev®, A. D. Chertova®,
Yu. S. Pogozhey, E. A. Levashov

National University of Science and Technology “MISIS”
1 Bld, 4 Leninskiy Prosp, Moscow 119049, Russia

&) kiruhancev-korneev@yandex.ru; alina-sytchenko@yandex.ru

Abstract. This article focuses on the production of wear-resistant antifriction coatings by magnetron sputtering using composite SHS-

fabricated cathode targets of TiCrNiC and TiCrNiC—-CuSnP in Ar and Ar + 15 % N, atmospheres. Special attention is given to the phase
composition and structure of the targets, produced via the self-propagating high-temperature synthesis (SHS) method. Structural charac-
terization of the targets and coatings was carried out using X-ray diffraction (XRD), scanning electron microscopy (SEM), energy-
dispersive spectroscopy (EDS), and glow discharge optical emission spectroscopy (GDOES). The mechanical and tribological properties
of the coatings were evaluated using nanoindentation, scratch testing, and pin-on-disk sliding wear tests. The resulting coatings exhibited
dense, defect-free microstructures with a uniform elemental distribution through the thickness. The coating matrix was primarily
composed of FCC phases ¢-TiC(N) and ¢-(Ni,Cr). The addition of copper to the coating led to the formation of an additional amorphous
Cu-based phase. The coatings demonstrated hardness in the range of 18-21 GPa and an elastic modulus of 220-235 GPa. High critical
loads for adhesive failure were observed, reaching up to 60 N. The non-reactive Ti—-Cr—Ni—C coatings exhibited the lowest friction
coefficients (0.17-0.18), while other compositions showed values ranging from 0.22 to 0.25, in contrast to 0.63—0.71 for uncoated steel
substrates. The specific wear rate varied between 1.1-107 and 5.0-10° mm*/(N-m) depending on the counterbody material and coating

composition, which is nearly two orders of magnitude lower than that of the substrate material ((1.2+2.7)-10™* mm*/(N-m).

Keywords: titanium carbide, magnetron sputtering, composite SHS targets, antifriction coatings, friction coefficient, wear resistance
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BsepeHue

B ycnoBusix, xorna noreHuan KOHCOIUANPOBAHHbBIX
MaTepuasioB JOCTUTHYT, CO3/JaHHE HOBBIX OO0pa3IoB
COBPEMEHHOM TEXHUKH HEBO3MOXKHO 0€3 MCITOIB30BAHMS
TEXHOJIOTNi MOTU(UKAINH TTOBEPXHOCTH U MPUMEHCHHS
(YHKIIMOHATBHBIX MOKPBITHHA. B HacTosiIee Bpemst 3Ha-
YUTENIFHOE BHUMAHUE YeNIseTcs pa3paboTke MOKPBITHH
JUISL 3alUThl OTBETCTBEHHBIX U3AEIUMN, MOABEPKEHHBIX
BO3/ICHCTBUIO arpecCUBHBIX XKUJKUX M Ta30BbIX Cpes,
a TaKKe Pa3IM4YHbIM BUJIAM M3HOca. OIHUMHU U3 Haubo-
Jiee TEePCHEeKTUBHBIX SIBISIIOTCS IOKPBITHS Ha OCHOBE
KapOuIa W KapOOHHTpHIA THTaHA, KOTOphIE O0JamaroT
BBICOKON TBEPAOCTHIO, U3HOCO- U KOPPO3HUOHHOM CTOM-
KOCTBIO, a TAaKXX€ BBIPAKCHHBIMH aHTH(QPUKITHOHHBEIMA
cBoiictBamu [1-3].

Wsmensas crexmomerpuio cocraBa mokpbituit TiICN
MOKHO 00€CTICUUTh HEOOXOINMOE COUETaHNE MEXaHUYe-
CKUX M TPUOOJOTHMYECKUX CBOWCTB 3a CUET YIPaBICHUS

TUIIOM CTPYKTYPbI, BHYyTPSHHUMH HATIPSHKCHUSIMHU U KOH-
[EHTpanueil CBOOOTHOTO YINIEPOAa, BEHIIOIHSIIONIETO
B 30HE TPHOOKOHTAaKTa poNib TBEpAOH cmazku [4; 5].
[Ipu cootHomenuun C/N Ha ypoBHE, OIH3KOM K 1, ObLIH
JIOCTUTHYTBI pEeKOpJHbIe 3HaueHusi TBeppoctu 45 I'Tla,
CBSI3aHHBIC CO 3HAYUTCIBHBIMH CXKUMAIOMIUME HaIpsi-
weHusaMu (—6 I'Tla) BciencTBue HMCKaXKEHUH KpHUCTal-
mudeckoir pernetkn ['TIK-das3er [6]. B To ke Bpems
B pabote [5] ObUTH MONTyUYEHBI MOKPBITHS C U30BITOUHON
KOHIIEHTpaIuel yriepoaa u cootHomernneM C/N = 5,6,
obnanatomue xo3¢p¢punuenrom tperus ~0,1. Ilpu 3Tom
aToMbI yriieposa (GOpPMHUPOBAIH aMOP(HBIE MPOCIOHKH
o rpanunaM kpuctamumros ¢asel TiICN, obecnieunBas
HAaHOKOMITO3UTHYIO CTPYKTYpy TOKpPBITHH, KOTOPYIO
MoxHO onucatb (opmynoit nc-TiCN/a-C (nc — HaHO-
KPUCTAIUIHTHI, @ — aMop(dHas ¢asa).

Xapaktepuctuku nokpbiTuii  TICN  MoryT ObITh
3HAQUUTENGHO YAYYIICHBI TP BBEICHHH B COCTaB
JIOTIOJTHUTEIILHBIX METAJUTMYCCKUX 3JeMeHTOB [7—12].
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JlermpoBanue alOMHHHAEM CHOCOOCTBYET MOBBIIICHHIO
W3HOCOCTOMKOCTH, a TaKkKe MXKapOCTOMKOCTH IOKpbI-
il [7; 8]. Tloxokee BIUSHHE OKa3bIBAIOT JOOABKH
Hukens u xpoma [9; 10]. TTonoxxutenbHbiid 3G ekt naH-
HBIX DJIEMEHTOB CBSI3aH C 00pa30BaHMEM Ha TOBEPXHOCTH
MOKPBITUN NIPU HarpeBe Ha BO3/AyXe INIOTHBIX OKCHUAHBIX
CJIOEB, MPEMSTCTBYIONMX MPOHUKHOBEHHUIO KHCIOPOa
BIIyOb MaTepuaa.

B nocnepHue rogpl 3HAYUTEIHPHOE BHUMAHUE YICIs-
€TCsI TIOJTYYEHUIO TOKPBITUH Ha OcHOBE Meu [ 13—15], uto
00yCJIOBICHO €€ OTHOCHUTEIBHO HU3KUM KO3((UIHEeH-
TOM TPEHUS U BBICOKOH TEIIONPOBOIHOCTHIO, HEOOX0IHU-
MO 1715t 5((EKTUBHOTO OTBOJIA TEIUIA M3 30HBI TPEHHUSL.
Menb B TOKPBITHSA MOKET BBOAUTHCS KaK B UUCTOM BUJIE,
TaK U B COCTaBe JIATyHEeH W OpOH3, IPH 3TOM 00CCIIeUH-
BAIOTCS BBICOKHE aHTH(PUKIUOHHBIC CBOWCTBA IpU
OTHOCHUTEIbHOW HHU3KOM cebectoumocT [16]. BaxHo
OTMETUTb, YTO BBEJIEHHE IJIACTUYHBIX METAJIJIOB B COCTAB
KePaMHUYECKUX TMOKPBITHH JIETJI0O B OCHOBY KOHIICHIIHH
HAHOKOMITO3UTHBIX CBEPXTBEPABIX IOKPBITHHA TBEp-
nocteio Belie 40 I'Tla, npeanoxenHoil aBropom [17].
Konmernust cBsizaHa ¢ (pOPMUPOBAHUEM CTPYKTYpP THIIA
nc-MeN/metal (rne Me — Ti, Cr, Zr u 1.1., metal — Cu,
Ni, Fe u 1.1.), B koTOpBIX haza MeN umMeeT pasmep Kpu-
CTAJUINTOB B HECKOJIBKO JICCATKOB HAaHOMETpPOB, a (aza
«metal» sBisieTcst peHTreHOaMopdHoit. [Ipu aTom Bce
3epHa JIOJHDKHBI IMETh OPUEHTUPOBKY B OJJHOM HaIpaB-
nenuu [17; 18]. lanerelimue paboThl ObLTH TOCBSIIIEHBI
pacIpoCTpaHEHUIO JAHHOTO IIOAXOAa Ha KapOWIHBIC
cucremsl, Hanpumep Ti—-Cu—C [19]. B pa6ote [20] onm-
CBHIBAIOTCS. HAHOKOMIO3UTHBIC TIOKpBITHS 1c-TiCN/a-Cu
¢ BbICOKO# TBepaocThio 37 'Tla.

Jniss HaHeceHWs TIOKPHITHH Ha OCHOBE KapOuja
U KapOOHUTpHUIA TUTAHA, B TOM YHCJE JIETUPOBAHHBIX
MEPEXOTHBIMU METAJJIAMH, MOTYT OBITh HCIOJIb30BaHBI
pa3jMyHble METOIbl, CPeAM KOTOPBIX MOXKHO BblJe-
JIUTh TUIa3MEHHOE HamblieHue [21], 3JeKTpoayroByio
HaruiaBky [22], na3epHyto HaraBky [23], AIEKTPOHCK-
poBoe seruposanue [11; 24; 25], xumuueckoe ocaxmie-
HUEe U3 mapa [26], BakyyMHOE KaTOJHO-IyrOBOE HCIa-
penue [27] U UMIyJIbCHOE Ja3epHOe ocaxiacHue [28].
[oxanyil, onHuM U3 HauOoJiee MEePCHEKTUBHBIX SBIIS-
€TCsl METOJ] MArHETPOHHOTO HATIBUICHHS, KOTOPBI 00ec-
MICYMBACT MOTYICHUE H3HOCOCTONKUX M aHTU(PPUKITHOH-
HBIX TIOKPBITHI IIUPOKOTO CIEKTPa COCTABOB C HU3KHM
YpOBHEM TIpUMeceld, Mamol Je(QEeKTHOCTHIO U IIEPOXO0-
BaTOCTBIO TIOBEPXHOCTH, HE TPEOYIOIIUX JOMOTHUTEIh-
HOU oOpabotku [1; 12;29-31]. Bo3amoxxHOCTH MeTOAA
MarHeTPOHHOTO HAIBUICHHUS CYIIECTBEHHO paCIIAPSI-
FOTCS NIPU UCIIOJIb30BAaHUM B KaueCTBE KaTOJOB MHOIO-
KOMITOHCHTHBIX KEPaMHYECKUX MHILICHEH, MOTyuYeHHBIX
METO/IOM CaMOPacCHpOCTPAHSIOLIETOCs BbICOKOTEMIIEpa-
typHoro cuaTe3a (CBC) [32; 33]. B aToM ciyyae TOTOK
aTOMOB OT KaToJa K MOJIOKKE COIEP>KUT Bce HeOOXOaU-
MBI€ 3JIEMEHTHI — KaK METaJNINYeCKHUE, TAK 1 HEMETaJTH-
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YEeCKHe, MPU ITOM JTOCTUTACTCS BBICOKAs! OAHOPOAHOCTD
MOKPBITUHA 1O cocTaBy. llepcneKTUBHBIM Uil CHHTE3a
MulleHen-KkaTo0B sABisaeTcs Marepuai Mapku CTUM-3b
(cuctrema Ti—Cr—C-Ni), ans KOTOpOro paHee OBLIH
JICTaIbHO M3YYEHBI MEXaHNW3MBI TOPEHHS M CTPYKTYpO-
obOpazoBanus [34]. B kadectBe nerupyroriei n100aBKA
IIPY W3TOTOBJICHUH MHUIIEHH MOXKET OBITh MCIONb30BAH
MIOPOIIOK CILTaBa OJMIOBIHHO-(POCHOPHCTOH OPOH3HI.

Lenpio paboThl sBIANACH Pa3pabOTKa MOKPBITUI
tpubonorumueckoro  HazHadeHus Ti—Cr—-Ni—C—(N)
n Ti—Cr—Ni—Cu—Sn—P—C—(N), momy4eHHBIX METOIOM
MarHeTpOHHOIO  paclbUIEHUs] MHOIOKOMIIOHEHTHBIX
CBC-muiueneir B cpene Ar u ra3oBoit cmecu Ar-N,.
Ocoboe BHUMaHUE OBUIO YHEJICHO CHHTE3y MUIICHEH
3aJJaHHOTO COCTaBa.

MaTepVIa.ﬂbI U MeTOAbl UCClieflOBaHUN

HcxonHbIMu peareHTaMu 171 ©3TOTOBJICHHU I KATOIOB-
MulIeHel ciyxuiau nopomku tTurada (Ti) mapku ITTC
(<60 mMxm), xpoma (Cr) IIX-1C (<63 mxm), Hukens (Ni)
[MHK-OT2 (<71 MKkM), TEXHUYECKOIO  yIIepoja
(caxmn) (C) mapku [1804-T ¢ yaenpHOM MOBEPXHOCTHIO
15 Mm%, rpadura (Crp) Mapku MI'-1 u onoBsiHHCTON
6pon3ser mapku bpO®d cocraBa Cu-7,8 % Sn—0,48 % P
¢ ppaxkmueit 100-200 mxM. CocTaBbl PEaKIIMOHHBIX CME-
cell Jsl CUHTE3a MHIICHEW-KaToOI0B PaCCUUTHIBAIHCH
B IIPEATONOKEHUH MTOJTHOTO XUMHUECKOTO MPEBPALLCHHS
0 YpaBHEHUIO

[70,775 % (Ti + C) — 19,475 % (3Cr + 2C) —
-5% Crp —4,75 % Ni] + X % bpomnsa,

rae X — mapaMeTp 3allMXTOBKH, KOTOPBIH BBIOMpaics
paBubiM 0 1 20. B tabn. 1 npuBeneHs! cocTaBbl MOPOLI-
KOBBIX CMeceH.

Ilepen cmemenueM Bce UCXOAHBIE MOPOLIKU IIPO-
cymuBanuch npu remneparype 100 °C B teuenue 24 u.
CMelBaHue NPOBOAUIOCH B LIAPOBON Bpaliaroliencs

Tabnumya 1. JkenepuMeHTaIbHbIE COCTABBI
HCXO/IHBIX NMOPOIIKOBBIX cMeceii

Table 1. Experimental compositions
of initial powder mixtures

DnemeHT X0 X=20
mac. % | ar. % | mac.% | ar. %
Ti 48,44 28,14 38,75 25,52
C 20,02 46,37 16,02 42,05
C, 5,00 11,58 4,00 10,50
Cr 21,79 11,66 17,43 10,57
Ni 4,75 2,25 3,80 2,04
Bponza - 20,00 9,32
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menbHulle (LLIBM) o6bemom 3 11 B TeueHne 8 4 ¢ mpume-
HEHHUEM TBEPAOCIUIABHBIX Pa3MOJIBHBIX TEI IIPH COOTHO-
IEHUH MacC MIUXTHI U 11apoB 1:8.

Pacuer amuabarnueckux temmeparyp (7,), a Takxke
PaBHOBECHBIX COCTaBOB (ha3 M arperaTHoro COCTOSHHS
nponyktoB CBC-peakuuu mnpu aguadaTudeckoil Temie-
parype ropeHHs OCYIIECTBIISIIN C UCTIOIb30BaHUEM ITPOT-
pammbel THERMO [35]. [Ins M3roTOBIEHUS KOMIIO3U-
muonHbIX MuineHen-karonoB TiCrNiC u TiCrNiC—CuSnP
nuamerpoM 120 MM 1 BbIcOTOM 10 MM TIpUMEHSIITH TeX-
Hojoruto cuioBoro CBC-koMnakTupoBaHMsl, ONUCaH-
Hy10 B 0030pe [33].

[IpenBapuTenbHOE OPUKETHPOBAHUE IMXTHI JIO TUIOT-
Hoctu 60 % BBITIONHSUIM B CTAIBHON MHJIWHAPUYECKOU
npecc-popme mipu gaeiaeHnn 70 atM. CripeccoBaHHBIM
[IMXTOBOW OpUKET JOMOJHUTEIBHO IIPOCYIIHBAIA
B BaKyyMHOM CYIIWJIBHOM IIKady TpU TeMIlepaType
100 °C B Teuenue 4 4 ais ymajneHUss OCTATOUHOW BIIaTH
u jecopbunu ra3oB. OCHOBHBIE MapamMeTphbl CHIOBOTO
CBC-koMnakTupoBaHus ObUIH CIIEAYIOLIMMU: JaBICHHUE
200 at™, BpeMs 3alep:KKH 1 c, BpeMs BBLAEPKKH IIOA
nmasnerneM 5 c. [Iporecc mpoBoamy B ecuaHoil mpecc-
¢dopme Ha ruapaBindeckoMm mpecce mapku J{A-1532b.
3areM OCYIIECTBIUTH NUIM(GOBKY W DPO3HOHHYIO PE3KY
3aroTOBKH JJIsi 00SCTICYCHHUSI 3aJJaHHBIX Pa3MEpOB.

@a30BHIil cocTaB 00pa3OB ONPENEIUIN Ha TH(paK-
tomerpe JIPOH 4-07 (Poccust) ¢ ucronp30BaHHEM MOHO-
xpomaruyeckoro Cuk -usnydyenus. CbeMKY BBINOIHSIN
10 TOYKaM B mHTepBaie yrioB 20 = 10+110°, mar cheMkn
cocraBimsut 0,1°, sKcrmo3unus Ha TOYKY CHEMKH — 3 C.
MuKpocTpyKTypy 00pa3iioB U3ydaid Ha CKAaHUPYIOUIEM
aneKTpoHHOM MuKpockorne S-3400N (Hitachi, SInomwst)
¢ npuctaBkoit NORAN 7 (Thermo Scientific, CILIA) npu
yCKOpsIroIux Harpsokerusx 5—20 kB.

Jdns ocaxkaeHWsT TOKPHITHH NpPUMEHSIach J1abo-
paTtopHasi ycTaHOBKAa Ha 0a3e OTKAuMBAIOLICH CHC-
temsl YBH-2M (HIIIT «IlepmUmxnaupuar] pymm»,
r. [lepmb), oOcHameHHas Ta30BBIMH HATCKATCISIMU,
CHUCTEMOH TMO3UIIMOHUPOBAHUS TIOMJIOKEK, HOHHBIM
UCTOYHHKOM MIEJICBOTO THIIA U JIBYMS MarHeTpOHAMH
¢ Omoxamu snekrpornutanusi «Advanced Energy DC
Pinnacle plus» (CLIA). Cxema ycTaHOBKM HpHUBEICHA
B pabote [36]. B xauecTBe MOMIOKEK HCIOIH30BAIHCH
nucku quamerpom 30 MM u3 crraBoB SCM440 (ananor
cramu 40XDA) (m3MepeHne TpHOOTOTHIECKUX U MeXa-
Hu4yeckux cBoiictB) u BKOM (u3mepenme cocraBa u
aATe3HOHHON TmpodHocTH). OOpasIpl MOIUPOBAIUCH HA
ycranoBke «Struers RotoPol-21» ([danus). OdpaboTka
MMOBEPXHOCTH TOMJIOKEK MPOBOJMIACH B YIBTPA3BYKO-
BOM JTUCIIEPraToOpe C MCIIOIh30BAaHUEM MOCIEIOBATEIEHO
OCH3MHA, PACTBOPUTENS W H3O0MPOMUIOBOTO CIHUPTA.
Kpome TOro, mOKphITHS OCaXKIATUCh HAa MOJCIHHBIC
MOJUTO)KKA  MOHOKPHUCTAJUTMYECKOTO KPEMHHUSI MapKH
K2®d-4.5 (100) (mpomsBoacTBO GupMbI «dnmay, PD) B
BHJIE TUTACTUH pazMmepoM 15x15 MM it mocnenyronmx

CTPYKTYPHBIX HcciienoBaHuii. OcaxieHue Ha 0a30oBbIC
U MOJEJbHbIE MOUIOKKH BEJIOCh B MAEHTUYHBIX YCIO-
BusAX. [lepen HaHeceHHEM MOKPBITUI MOIJIOKKU OYMILA-
JMCh ¢ ToMoIIbio nonHoro ucrounuka (0,03 IMa, 2 kB,
Tok 60 MA, nonbl Ar’). Ilpm ocakJeHHM IOKPHITHIl
TOK MarHeTpoHa coctasisut 1,5 A, nanpspxenune 500 B,
yacrora uekrponutanusd 50 x['u, HanpsbkeHue cmelle-
Hus — 50 B, pabouee nmasnenue 0,2 [1a, MIMTENIBHOCTD
nporecca 10 muH. BapeupyembiM mapameTpoM OBLIO
COJIEpIKaHKME a30Ta B razoBoi cMecu Ar + N, (uucrora
ra3oB — 99,999 %), kotopoe coctapisuio 0 u 15 %.

KomrmakTHas kepaMuka M TMOKPBITUS ObUIM HCCIe-
JIOBaHbl METOJOM PacTPOBOM 3JIEKTPOHHOM MHUKPOCKO-
nuu (POM) u sHepro-aucnepcuoHHON CHEKTPOCKOIHH
(BAC) na mukpockorne S-3400 (Hitachi, Anonus), ocHa-
meHHoM cekrpomeTpoM «Noran 7» (Thermo Scientific,
CIIA). Pentrenodasoseiii anamu3 (PDA) kepamuku
ocymecTBsur Ha audpakromerpe JJPOH 4-07, mokpsi-
Tuid — Ha yctaHoBke «D8 Advance» ¢upmbr «Bruker»
(I'epmanust). JludpakToMeTpUUECKyI0 CHEMKY IPOBO-
AW B MOHOXpoMarusupoBaHoM CukK -u3aydeHud ¢
marom 0,1° u sxcriozurueit 10 ¢ B kaxxaoit Touke. Bpems
CheMKHU cocTaBysuto 1 4. Pa3oBbIi aHaau3 ObUT BBIIOJ-
HEH C moMoIeio mporpammbel EVA u mMexmayHapoaHoM
6a3pl maHHbIX PDF2. DneMeHTHBIH COCTaB MOKPBITHIA,
a TaKke MPOQWIN pacIpelelCHHs YIEMEHTOB O TIy-
OuHEe OBUIM OMNpENeJICHbl C WCIOJIh30BAHHEM OITHYC-
CKOW SMUCCHOHHON CIIEKTPOCKOIUH TICIOIIETO pa3psiia
(ODCTP) na cnexkrpometpe «Profiler-2» (Horiba Jobin
Yvon, ®pannwsi) [37].

Teepmocts (H) n Momynb ynpyroct (E) MOKpPBITHI
MU3MEPSUIM METOJIOM HAHOMHJEHTUPOBAHMS Ha Mpubdope
«Nano-Hardness Tester» (CSM Instruments, 11IBeiiapust)
C MCIOJIb30BaHNEM MHIeHTOpa bepkoBUYa Npu Harpy3Kkax
4-8 mH, cxopoctu Harpyxenust 8—16 MH/muH, BpeMeHn
yAep KaHUs YCUIINS Ha KOHTAKTe 5 C; pacdeT MPOBOAUICS
no anroputmy OnuBepa—®appa. Ckpard-TecTUpOBaHHE
MOKPBITUHA IpU HENpephIBHO HapacTaolleil Harpyske,
cornacHo ASTM C1624-05, ocymecTBIsiiIn Ha pudope
«Revetest» (CSM Instruments, LlIBelinapus), ocHaIeH-
HOM aJIMa3HBIM KOHYCHBIM UHJIeHTOpOM Tuna Poksemn C
¢ pammycom 3akpymieHust 200 MkM. MaxkcumaiibHas
Harpy3ka cocrasisuia 60 H, ckopocTs HarpykeHus
59 H/muH, 1auHa HapandHbl 5 MM. YBEITHYCHHE BHJICO-
Mukpockona cocrasisiio 200° u 800*. Omnpenensnuch
MUHUMAaJIbHbIE KPUTHYECKHUE Harpy3Kd paspyLlieHHs,
NPUBOJALINE K TMOSBICHUIO TIEPBOM Tpemmusl (L)
¥ [epBOro oTcioenus (L ,) Ha HOBEPXHOCTH MOKPHITHIH,
a TaKKE KaCaHMIO HHAEHTOPOM MOIJIOKKH (L ;).

Hnsa  ompenencHus kodddumuenta Tperus  (f)
UCTIONB30BAM MamnHy TpeHus tuma «Tribometer»
(CSM Instruments, IIBeiiiapusi), B KOTOPOH peanu3o-
BaHa CXeMa UCTIBITAaHHS «CTEPIKEHb—IUCK» M0 CTAHIAPTY
ASTM G99-959. IlpuknansiBaemasi Harpys3ka COCTaB-
msuta 5 H, nuneitnas ckopocts 10 cM/c, paanyc JOpOKKH
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810 MM, mpober 1100 M (30 M — [UIsI MONJIOXKKH W3
cramu mapku 40X®DA). KoHTpTenamu Ciry>KujIu CTepKHA
C PaauycoM B3aKpyrieHHs 6 MM, H3TOTOBJICHHBIC W3
craneid SKHS1 (amanor P6MS) mim SKDI1 (anasor
XI12M®). AHanu3 JOpOKEK HW3HOCA W TMOBEPXHOCTH
KOHTPTEJ MPOBOIMIICA C MCIIOJIIb30BaHUEM ONTHYECKOTO
npodpmnomerpa WYKO NT1100 (Veeco, CILIA) u ontu-
yeckoro wmukpockona MBC-9 (AO  «JIbITKapuHCKHA
3aBOJ] OIITHYECKOTO CTEKIIA») COOTBETCTBEHHO.

Pe3ynbTaTbl U X 06¢cyXxaeHue

CocTaB U cTpykTypa CBC-MUweHew

B Tabn. 2 mpencrapiieHbl pe3ysbTaThl pacyera ajua-
Garuueckoii Temmeparypbl ropenus (7,) 1 paBHOBECHOTO
cocTaBa TPOAYKTOB TOPCHUS IIPH HAYAIBHOH KOMHAT-
HOU Temrmeparype. BuaHo, 4To yBeluueHHe mapamerpa
3aMIUXTOBKA X TPUBENIO K CHIYKCHHIO TEMIICPaTyphl
TOPEHUs, 4TO, OYEBUIHO, OOYCIIOBIEHO YMEHbIIEHHUEM
BKJIasa peakuuu oopazoBanus TiC 1 TOTMOTHUTEITHHBIMA
TEIUIOBBIMU MTOTEPSMH Ha MPOTPEB U TIABICHHE OPOH3HI.

Pesynerarsr pacdera 7 [t HCCIEyeMOM CHCTEMBI
CBUJICTEIBCTBYIOT O TOM, YTO MPOLECC JOJDKEH MPOXO-
JIUTh B PSKUME YCTOMUMBOTO TOpeHMsI. Anadaruieckast
TEMIIepaTypa TOPCHUS BBIIIC TEMIIEPATYPhI IUIABICHUS
tutana (1941 K), aukens (1728 K), Oponssr (1358 K),
MO3TOMY B BOJIHE TOpeHUs OyJeT HaOaonaTbes pacTBo-
penne yriaepoaa B oOpasyromemcs pactuiase. [1o mepe
HACBHIIICHUST pacIiaBa yIIepoJoM OyayT oOpa3oBbI-
BaThCsl KPUCTAIUIBI KapOuaa TUTaHA W XpOMa, a TakxKe
MPOHUCXOANUTH KPUCTAIUTA3AIMS HUKEIS U OPOH3EI C BO3-
MOYKHBIM PACTBOPEHHEM OTHOTO B APYTOM.

Ha puc. 1 u B Tabn. 3 npuBenens! pesyiasrarsl POA
CHHTE3MPOBAHHBIX KOMIAKTHBIX MaTepuaioB. OOpasIis!
cofiepKar KapOHIl THTaHA, MEPUOJ PEIIETKA KOTOPOTro
HAMHOTO HIDKE TaOIUYHOTO 3HAUCHHUS TSI TOPOIIKOBOTO
crannaapra TiC (0,4315 um) [38] u3-3a pacTBOpeHUs Kap-
ouna xpoma B penretke TiC. Takke B cocTaBe MPUCYTCT-
BYIOT (a3l kapOuna xpoma Cr,C,, uukens Ni ¢ pacTso-
penabiMu B HeM Cr u Ti, 0 4eM CBHIIETEILCTBYET CMe-
[ICHUE JMHUHM Ha TU(paKTOrpaMMax, U Helpopearupo-

Tabnuya 2. PacueTnble aguadaTuyeckasi TeMmeparypa
TOpeHHs] U PABHOBECHBII COCTAB NMPOAYKTOB IOPEeHMs
Nnpu KOMHATHOIi HAYaJLHOH TeMmepaType
HCXO/IHBIX KOMIIOHEHTOB

BaBIIHI IrpaduT, KOTOPBIN, B OTIMYHE OT CAXKH, 32 BPeMSI
TEXHOJIOTUYECKOTO IUKJIa HE YCIEBAeT IOJHOCTbIO
PacTBOPHUTHCS B paciuiaBe. M30BITOUHBIN yIiepoa B oca-
KIACMOM IIOKPBITHH OyNeT BBIIONHATH POJb TBEPIOU
CMa3KH, MOHKatommei koadduitment tpenus. Hammane
B coctaBe oopasia X = 20 OpoH3bI MOATBEPIKIAETCS ITPH-

a
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Puc. 1. JudpaxrorpaMMbl KOMIIAKTHOH KepaMUKU
coctaBoB X =0 (@) u X =20 (6)

Fig. 1. XRD patterns of compact ceramics
with X =0 (a) and X' = 20 (&) compositions

Tabnuya 3. @a30Bblii cOCTAB KOMIAKTHON KepaMUKH
cocrtaBoB X =01 X=20

Table 3. Phase composition of compact ceramics
of X =0 and X = 20 compositions

X=0 X=20

Table 2. Calculated adiabatic combustion temperature o CrpyKTyp-

and equilibrium composition of combustion products B2 g e I[OH’(I)’ Ilepuon HOH’;’ Ilepuon

assuming room-temperature initial components mac. % | a,HM | mac.% | da,HM
TiC cF8/2 79 0,4271 68 0,4269

CocTas K CocraB nponykToB, Mac. % Crp hP4/1 14 - 7 -
cMecH t TiC | Cr,C,| Ni C | Bponsa Ni cF4/1 3 0,3547 -

X=0 2452 | 67,24 | 18,50 | 4,75 | 9,51 - Cr,C, 0C20/7 4 - 1 -
X=20 2103 | 49,08 | 20,37 | 3,85 | 6,70 | 20,00 Cu cF4/1 - 24 0,3632
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Puc. 2. MukpocTpyKTypa cuHTe3upoBaHHO# kepamuku X = 0 (a) u X =20 ()

Fig. 2. Microstructure of synthesized ceramics with compositions X = 0 («) and X = 20 (9)

CyTCTBHEM Ha au¢pakrorpammax auauit Cu (puc. 1, 6).
OtcyrerBue peduiekcoB Ni, TO-BHIAMOMY, CBSI3aHO C €T0
pacTBopeHHeM B paciiaBe OpoH3sl B iporiecce CBC.

Ha puc. 2 npencrasiensr COM-m300paskeHus morre-
peuHbIX nUTH(OB 00pa310B CHHTE3UPOBAHHON KEPAMUKH
coctaBoB X =0 u X = 20.

B crpykrype obpasios coctaBa X =0 mpUCyTCTBO-
Bamu: TiC ¢ pactBopenHsIM B HeM Cr, KapOum Xpoma
Cr,C,, nukens Ni, a Takke rpapur. B obpasue X =20
TOTIOJTHATENHHO  (DOPMHUPOBAIUCH TIPOCIONHKH MEIH,
B KOTOPO#l pacTBOpPsUICS HHKeIb, HE 00pa3yst COOCTBEH-
HOW (a3bl. CpeHuid pa3Mep 3epeH OCHOBHOUN KapOwu/-
HO (ha3bl COCTABIISIT OKOJIO 3 MKM.

CocTaB, CTPYKTypa
M CBOWCTBA NMOKPbITUN

[ToxperTie I comepxkano, ar. %: 22,2Ti, 65,3 C,
10,2 Cr u 2,3 Ni. BBenenue a3ora B cOCTaB ra3oBOM
cpenbl (MOKPHITHE 2) MPHUBENO K POCTY KOHIIEHTPAIUN
N c 0 1o 26,3 ar. % ¥ CHIXKEHUIO COJIEP KaHUS YIIepo/ia
no 45,7 at. %. (tabn. 4). KoHueHTpauusi OCTaabHBIX
3JIeMEHTOB cHuxkanach Ha 15-20 %. Ilokpeitus 3 u 4,
JIETUPOBAaHHBIE OPOH30i1, TOMUMO OCHOBHBIX 3JIEMCHTOB
conepkanu, ar. %: 12,0 Cu, 0,4 Sn, 0,3 P (mokpeitue 3)
1 9,6 Cu, 0,4 Sn, 0,1 P (moxpsiTHE 4).

BaxxHO OTMETUTH, YTO UCIIOIB30BAHHBIN IS ONpEe-
JICHNSI XUMHUYECKOTo cocTaa MeTof JJ]C 04eHb UyBCTBU-
TEJIEH K penbedy MOBEPXHOCTH 00pasiia, a TakKe MOKET

JIaBaTh UCKaXXCHHBIC PE3yJIbTaThl 10 JETKUM dJIeMEHTaM
(C, N, O), mo3tomy 1isi yTOYHEHHsI KOHLEHTpanuil ObLI
npumeneH Metox ODCTP, KoTopsIii TO3BOMSET YCHEIIHO
OMpeNeNiaTh KaKk METAIUIMYECKUe, TaK U HeMeTaJlIndec-
KM€ IeMeHTHI [37].

UccnenoBanusi, NMpOBEACHHBIE C HCIONBb30BAHUEM
metona ODCTP, mokazamnu, 4To BCE AIEMEHTHI pacipee-
JICHbI PABHOMEPHO MO TOJIIUHE HOKPBITHH (pHC. 3).

Ha moBepXHOCTH TOKpBITHIT HaOIIOIANIOCh HE3Ha-
YUTEJIbHOE CHIDKEHHE YPOBHS CHUTHANa, YTO MOXET
OBITh CBSI3aHO C HAJIMYMEM IOBEPXHOCTHBIX 3arps3He-
HUH, a TaKkKe MPUCYTCTBUEM aICcOpPOMPOBAHHBIX a30B
U €CTECTBEHHOM OKCHAHOM ImieHkH. [lomoruii moabem
CUTHAJIA OT MOJUIOKKH 00YCJIOBJICH MOBBIIICHHOW LIEpO-
XOBaTOCThIO MOBEPXHOCTH MOMAJIOKKH BCJIEJICTBHE HOH-
HOTO TPAaBJICHHUS, MPOBOJUMOIO TMEpel OCaKIACHUEM.
CornacHo nanHbiM ODCTP, KOoHIIEHTpalMsi OCHOBHBIX
JJIEMEHTOB B MOKPBITHAX cocTaBisiia, at. %: 31,4 Ti,
52,1 C, 3,5 Niu 13,0 Cr (mokpsrtue /); 23,0 Ti, 37,0 C,
2,5Ni, 9,0 Cr u 28,5 N (moxpertue 2); 27,5 Ti, 46,5 C,
3,8 Ni, 10,5 Cru 11,7 Cu (moxpertue 3); 22,8 Ti, 33,7 C,
2,7 Ni, 8,0 Cr, 9,4 Cuu 23,4 N (moxpsiTre 4).

Atomuoe cootnorienne Ti/C mj1g MCXOAHBIX MHUIIIE-
Hell cocraBiser 0,48, Torma Kak Uil MOMYYEHHBIX
MOKPBITHH 3Ta BenuuuHa paBHa 0,59-0,68. CHmxeHue
KOHIIEHTPAILMU aTOMOB yTIIIepo/ia B MOKPBITHH 110 OTHO-
[ICHUIO K KOHILICHTPALUU B MHUIICHH MOXET OBITh CBSI-
3aHO ¢ UX 0oJiee UHTEHCUBHBIM PAaCcCesSHUEM Ha aroMax
pabouero rasa B mpolecce OCaXKACHHUS, IO CPAaBHEHHIO

Tabnunya 4. DiieMeHTHBIH COCTaB, TOJIINHA U CKOPOCTH POCTA MOKPBHITHIH

Table 4. Elemental composition, thickness, and deposition rate of the coatings

Konuenrpanus, ar. % TommuHa, Cxopoctb
ITokpeitne | Mumens | Cpena : :
Ti C Cr Ni Cu Sn P N MKM pocTa, HM/MUH
1 Y0 Ar 22,2 | 653 | 10,2 | 2,3 0 0 0 0 2,0 91
2 Ar+N, | 17,8 | 457 | 83 1,9 0 0 0 26,3 2,0 91
3 Y20 Ar 20,9 | 54,0 | 9,1 33 | 120 04 | 03 0 2,2 100
4 Ar+N, | 16,7 | 444 | 72 | 20 | 9,6 | 04 | 0,1 | 19,6 2,3 105
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Puc. 3. OOCTP-npodunu nokpeituii I (a), 2 (6), 3 (6) u 4 (2)
Fig. 3. GDOES depth distribution profiles of coatings / (@), 2 (6), 3 (¢), and 4 (2)

C aToMaMH THTaHAa, UMEIOIIMMHU OOJbInyr0 Maccy [39].
Kak Oyzner nokazano nuxe, pesynsrarsl OOCTP xoporo
KOppEeNUpyIoT ¢ JaHHBIMU PODA.

TommuuHel TOKPBITHH, omnpeneneHHsle n3 ODCTP-
npoduiel, a TakKe pacCUNTaHHBIC 3HAYCHUS CKOPOC-
TeW pocTa NpuBeAeHbI B Tabn. 4. J{ns nmokpeitwii [ u 2,
ocaxxmaembIX 1pu pacibuieHrn CBC-murieHu 6a30Boro
cocraBa 0e3 OpOH3bI, ITH MoKa3aTesu Onmu3ku — 2,0 MKM
1 91 HM/MUH COOTBETCTBEHHO. [Ipy MpUMEHEHNN MHIIIe-
Hell ¢ OpOH30M NPOMCXONWIO YBEJIWYEHHUE TOJIIUHBI
U CKOpOCTH pocTa nokpeituit Ha 10-15 %, uro Moxer
OBITH CBS3aHO C MOBBIILIEHHBIMHU AJIEKTPOIPOBOIHOCTHIO
(5,810 Om'm) [40] ¥ K0d3(hPUIMEHTOM pPACIIBLIEHUS
menu (3—6 arom/uon) [41] mo cpaBHEHUIO ¢ KapOUIOM
turana (3,0:107Om'm u 0,5-1,0 atom/uon) [42; 43].
CTOUT OTMETUTb, YTO CHHIKEHHUS CKOPOCTH pOCTa
MOKPBITHH, XapaKTEPHOTO [UIS PEaKIIMOHHOTO pacIiblie-
Hus [44; 45], npu nepexone ot pexumMoB [ — 2 u 3 — 4
B HAIlIeM Cllydae He HaOIro1anoch.

Tunuynsie COM-u300pakeHHs U3I0MOB TTOKPBITHIA
TOKa3aHbl Ha puc. 4, a. Bce moKpeITHST XapaKTepu3oBa-
JIUCh TUIOTHOW 0€31e(EeKTHOM CTPYKTypOH C OTCYTCT-
BHEM BBIPAKCHHBIX CTOJOUATHIX JJIEMEHTOB, THIINY-
HBIX UIS HMOHHO-TUIA3MEHHBIX IOKPBITHH HA OCHOBE
TiC [46; 47]. BaxHO OTMETUTh, YTO HAJIMYHUE CTOJIOUA-
TBIX 3€pEH B CTPYKTYpE, KaK MPaBHIIO, OKa3bIBAeT Hera-
THUBHOE BIIMSHHUE HA MEXaHWIECKHE U TPUOOIIOTHUCCKHUE
CBOMCTBA OKpHITHIA [48].
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JudpakrorpaMMbl TTOKPBITHHA TPEJCTABICHBI Ha
puc. 4, 6. OCHOBHOW CTPYKTypHOH COCTaBISIONICH
nokpeITid siBisiack ['LK-daza ¢-TiC (ICDD 31-1400).
Pasmep kpuctamuroB ¢assl ¢-TiC, paccuuTaHHBIHA
mo ¢opmyne Illeppepa mns camMoll WHTCHCHBHOM
nuauu (200), cocraBun 36, 34, 32 u 29 HM AN TOKPHI-
i I, 2, 3 u 4 coorBercTBeHHO. JIJIT BCEX MOKPBI-
tuii nmepuon peumerku (a) daszsr ¢-TiC Obu1 paBeH
0,433-0,434 HM, 4TO OJNM3KO K 3HAUYEHUSM JIJISI TIOPOIII-
koBoro cranjgapra. Iluku B monoxenun 20 =442°
u 51,5° coorBeTcTBYIOT TBepaoMy pacTtBopy c-(Ni,Cr)
(ICDD 77-7616). Jns nokpeituii [ U 2 pasMep KpH-
CTAIUTOB JaHHOW a3kl ObLI ONM30K M HaXOIWIICS
B mpexaenax 22-23 uMm. BBenenune OpoH3BI B COCTaB
HEPEaKIIMOHHBIX U PEaKIMOHHBIX MOKPBITHH NPHBET K
CHIDKEHHIO pazmepa kpucTtautoB dassl c-(Ni,Cr) (111)
10 15 u 8 HM (00pasibl 3 1 4 cOOTBETCTBEHHO). B cimyyae
MIOKPBITUN 3 U 4, JISTUPOBAHHBIX OpOH30M, HabIOnAICS
JOIOJIHATEIBHBIA UK B MonoxeHun 260 ~ 43°, koto-
poe Onmu3ko K 3Ha4eHHUIO 20, XapaKkTepHOMY Ul MEIH
(c-Cu, ICDD 04-0836). 3HauuTenpHOE yITUPEHUE THKa
U OTCYTCTBUE JAPYTHX pe(deKcoB MOTYT CBHIETENIHCT-
BOBaTh O TOM, YTO MEAb HAXOAUTCS MPEHUMYIIECTBEHHO
B aMOpP(pHOM COCTOSIHMM, 00pasys NpOCIIONKH, pasfe-
JSIOIUE KPUCTAJUTUTHI OCHOBHOW (ha3bl W MPEISTCT-
BYIOIIME UX KOAJIECIEHIIUHU B Tiporiecce pocrta [17-19].

PesynpraTsl cCKkpaT4-TeCTHPOBAHUS HPEACTABICHEI HA
puc. 5, 3Hauenus L, u L , CBEJIEHBI B Ta0IL. 5.
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Puc. 4. COM-u300paxeHus NOIEPEUHbIX U3JI0MOB
NOKpBITHH 3 1 4 (a) U PEHTTEHOTPaMMbI IOKPBITHI [—4 (6)

Fig. 4. SEM images of cross-sectional fracture surfaces
of coatings 3 and 4 (a), and XRD patterns of coatings /—4 ()

IokpeiTHe [/ mOKa3ag0 MAaKCHMAallbHbIC 3HAYCHUS
L,=265H n L,>60H. [{ng moxkpeitus 2 nossie-
HUSI TIEPBOM TPEIIMHBI U MEPBOTO OTCIOCHUS, COMPO-
BOXKJTAIOIIMECS] KOJICOAHUSIMH aKyCTHUECKOH 3IMHCCHU
n kodddunmenTa TpeHus, HaONIONATNCh NPH Harpys3ke
15,7 H. MunnMasbHas TpEMUHOCTORKOCTS (L, = 2,6 H)
OblIa BBISBICHA JUIS MOKPBITUS 3, MPU 3TOM OTCIIOE-
HUS TIOKPBITHS 3aMEUYCHO HE OBLIO BO BCEM JHAIla30HE
narpy3ok. [lokpeitue 4 xapakrepuszosanocs L = 19,9 H
uL_,>21H. Jlns Bcex MOKPHITHH KaCAaHUE MHIEHTOPOM
MOAJIOXKKM HE HaONOaloCh, T.€. 3HAUEHHE BEIUYHUHBI
L, npesbimano 60 H. Takum o6pasom, sydimei Tpemm-
HOCTOMKOCTBIO U ar€3MOHHON MPOYHOCTBIO 001anano
TTOKpBITHE 1.

Pesynprarsl HaHOMHIEHTUPOBAaHMS  I10Ka3ajw,
YTO BCE MOKPBITUA XapaKTEPHU3YIOTCAd TBEPAOCTHIO
B auanazoHe A =18+21TTla u momynem ymnpyroctu
E=220+235TTla. Taxke ObUIM paccuyUTaHbl CTOU-
KOCTh K ympyroi nedopmammu paspymenus (H/E) u
CONPOTHUBJIEHUE TUIACTHYECKOU nedopmannn (H3/E?),
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Puc. 5. Pe3ynbTarsl CKpaTy-TECTUPOBAHUS

nokpeituii 1 (a) u 3 (6)

Fig. 5. Scratch testing results for coatings / (a) and 3 (6)

Tabnmya 5. MexaHu4YeCKHe XapAKTePUCTHKH NOKPbITUH

Table 5. Mechanical properties of coatings

TTokpriTHE Lﬁl ’ Lf_f ’ l"l-l{[’a FEﬁa HIE [{fl/_f: ’
1 26,5 | >60,0 | 18 221 | 0,083 | 0,127
2 15,7 | 15,7 21 234 | 0,090 | 0,174
3 2,6 |>60,0| 19 235 | 0,082 | 0,132
4 199 | >21,0 | 18 220 | 0,082 | 0,122

6/
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KOTOpbIE  TO3BOJIAIOT  CIPOTHO3MPOBATh  IOBEJE-  UTO JIETMPOBAHME MOKPHITHUS / a30TOM MPUBEJO K YBE-
HUC TOKPBHITHHA B YCIOBHSAX TPUOOIOTHYECKOTO KOH-  JndeHwuio f Ha 20 %.
takta [49;50]. MakcumMaibHBIMU  IapamMeTpamu Poct kondppuumenta TpeHus mpH BBEACHUM a30Ta

H/E=0,090 u H3/E*>=0,174 T'Tla XapakTepu3oBajioch
nokpsiTHe 2. [Tokpertus /, 3 u 4 nokazanu O1m3kue 3Ha-
yennsa H/E = 0,082+0,083 n H3/E*=0,122+0,132 I'Tla.
OTHOCHUTEIEHO HEBBICOKHE 3HAYEHUSI TBEPIOCTHU TIOITY-
YEHHBIX MOKPBITHH MOTYT OBITh OOBSCHEHBI IMPUCYTCT-
BHEM WU30BITOYHOW (a3pl Ha ocHOBe yriepona [4].
JleficTBUTENBHO, aTOMHBIE COOTHOLIEHHS COCTaBJISIOT
(Ti + Cr)/C =0,82+0,85 mist mokpeiTuii / 1 3, a TaKxke
(Ti + Cr)/(C +N)=0,49+0,54 nns o6pasuos 2 u 4.
TpuOosiornvyeckre UCHBITAHUS IOKa3alld, 4YTO
CTallbHAas MOAJIOKKA XapaKTepU30Bajlach MaKCHUMallb-
HBIMH 3HAYCHHUSIMH KOX(PQHUIMCHTA TPCHUS fcp =0,63
u 0,71 B KOHTAaKTE€ C KOHTpTEJIaMHU M3 cTajeil Mapok
P6MS5S u X12M® (puc. 6, tabn. 6). Ilokpeitne I/
o6nagano MUHUMaIbHBIM f= 0,17+0,18, 4TO0 MOXHO
CBsI3aTh C MaKCHMAaJIbHOW KOHIICHTpAaIuel yriiepona
Ha ypoBHe 50 at. %. Koadpuuuentsl TpeHus MOKpHI-
il 2, 3 u 4 Haxonunuck B npeaenax 0,22—-0,25 npu
UCIONB30BaHUU 000MX KOHTpTed. CTOUT OTMETHTH,
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B COCTaB IOKpHITHI Ha ocHOBe TiC OBUT OTMEUEH paHee
B pabore [51] 1 ObIT cBsA3aH ¢ MOAM(UKALUCH CTPYKTYPHI
Y CHW)KEHHEM KOHIIEHTpaluH yriepona. Beenenue meny,
B CBOIO OYepe/Ib, CIIOCOOCTBYET MOBBIIICHUIO BETUYUHBI f
nokpbItHid Ti—Cr—Ni—C u Ti-Cr—Ni—C-N na 40 u 10 %
COOTBETCTBEHHO. AHAJOTHYHOE YBEIWYCHHE KOd(hhH-
LMEeHTa TPEHUs NPU BBEJCHUH MeIu HAaOIIONaIoCh paHee
st okpeiTiid TiICN 1 TiAISIN [52; 53]. ABTOpBI 3THX
paboT OOBSICHSIIOT NAaHHBIH 2P (HEKT HEraTUBHBIM BIHSTHHEM
xpynkoi paser Cu,O, 00pasyromeics B IPOLECCE TPEHHUS.

Ha pwuc. 7 mpencraBieHbl IBYXMEpHBIC MPOGUIN
JOpPO’KeK HM3HOCA M MHKPO(OTOrpaduu  KOHTPTEI
mocye TPUOOIOTHYESCKUX UCTIBITAHUHA TTOKPBITUH U MOJ-
NOXKH. [TyOuHa H3HOCA MOATIOKKM MPEBBIMIACT ITYy-
OuHy nopokku Tmokpeituid B 1,5-7,0 u B 2,0-10,0 pa3
IIpY  MCIONB30BaHMU KoHTpren POMS u XI12MO
COOTBETCTBEHHO.

HccnenoBanme AOpPOKEK H3HOCA IIOKA3alo, YTO
cTasibHas ouIokka Mapku 40XMDA obmagana npuBeIeH-
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Puc. 6. 3aBucumocTu k03 GHULHEHTa TPEHUS OT AUCTAHIIMY [IPU UCIBITAHUAX B Iape ¢ KoHTpresnamu P6MS (a) u X12M® (6)

Fig. 6. Friction coefficient as a function of sliding distance in tests against SKH51 (a) and SKD11 (6) counter bodies

Tabnmya 6. KodpuuueHT TpeHus ¥ NpUBeJeHHBINH H3HOC JIs1 HEMOKPBITOM MOIJI0KKH M MOKPBITHIA

Table 6. Friction coefficient and specific wear rate for uncoated substrate and coatings

Konrpreno POMS5 Kontpreno X12M®d
[ToxpeiTue
f Voo MM/(Hom) |7, vm/(H-m) f Voo MMY(HoM) |7, vm/(H )

1 0,18 1,4-10°° 541078 0,17 1,2:10°° 2,4-1077

2 0,22 1,3-10°° 7,3-10°8 0,22 1,1-10°° 2,9-107

3 0,25 5,0:-10°¢ 3,0-107 0,24 3,6:10°¢ 6,9-107

4 0,24 2,3:10°° 1,1-107 0,23 3,7:10°¢ 2,2-1077
Iomnoxka | 0,63 1,2-10* 5,7-10°¢ 0,71 2,7-10°* 1,210
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Puc. 7. TIpoduin 1opoxek n3Hoca u MUKpohororpaduu 30H U3HOCA KOHTPTEI
MIpY UCTIBITaHUAX mapukamu POMS (a) u X12MO (6)

Fig. 7. Wear track profiles and micrographs counter body wear zones from tests using SKH51 («) and SKD11 (9) balls

HBIM u3HocoMm 1,2:10% mm*/(H M) (korTepreno P6MS)
u 2,7-10"* mm3/(H M) (konTepreno X12M®) (Tabdum. 6).

[okpbrTus / 1 2 IpOAEMOHCTPUPOBATIN MUHUMAJIbHbIE
3HA4YEHUs] TPHUBEJIEHHOTO H3HOCA Vcoat=(1,3+1,4)'10’6
u (1,1+1,2)-10° mm3/(H-M) B mapax tpenus ¢ P6MS5
nu X12M® coorBerctBenHo. [lokpeitusi 3 u 4 npwm
WCIIONIb30BaHUN  KOoHTpTena P6MS  xapakrepuzoBa-
mace V, =5,0-10° u 2,3-10° mm*/(H'm) 1 Gmuskum
Vou = (3,6+3,7)-10° Mmm*/(H-M) npu KoHTaKTe C IIapu-
koM X12M®. CHuxeHHe MU3HOCOCTOMKOCTH MOKPBITHIA
TIpU BBEACHUM OPOH3BI MOXKET OBITH CBS3aHO C TE€M, UTO
ocHOBHOH KommoHeHT (Cu) siBIsieTcss MATKOH (hazoit,
Oosiee CKIIOHHOH K uctupanuto [54]. [Ipu Mukpockonu-
YeCKOM HCCJICOBAaHWU ILSITEH W3HOCA Ha KOHTpPTENaxX
(puc. 7) ObUIO YCTAHOBICHO, YTO MAKCUMAJIBHBIA H3HOC
KOHTPTEI TPOUCXONWI B KOHTAKTE C HEIIOKPHITOW IMOA-
T0KKOH (Tabi. 6). MunnmanbHbli nsHoc mapuka (V)
P6MS wnaGmromancst juist moKpeiTuid [ u 2, a mapuka
X12M® — B cinyvae NOKpbITHI [ U 4.

Takum obOpazom, ocaxkaenue mokpeitHid Ti—Cr—Ni—
—C—(N) u Ti—Cr—Ni—Cu-Sn-P-C—(N) cnocobcTtByeT
CHIDKCHUIO Kod((HUIIIeHTa TPSHUS CTATBHON MOATIOKKA
B 2,5-4,2 pa3a U yMEHBUIEHUIO NPUBEJCHHOIO M3HOCA
Ha 1Ba mopsnka. CTOUT OTMETHTh, YTO ONTHMAaJIbHBIM
COYETaHHEM HU3KOTO KO3(h(UIMEHTa TPEHHUS U BBICOKOU

M3HOCOCTOMKOCTH IPH UCTIIBITAHUSAX B KOHTAKTE C [IapH-
kamu P6MS u X12M® obGnagano mokpsitue /, Xxapak-
TepHU3YIOIIeeCcss MaKCUMAJIBHBIMUA TPEIUHOCTOUKOCTBIO
U aJIre3MOHHOH MPOYHOCTBIO.

3aknioyeHue

MeTooM MarHeTpoOHHOTO pacHbUICHHSA B cpele Ar
1 rasoBoil cmecu Ar-N, ¢ ucnonbzoBanueM CBC-mu-
meHedl Obun momydeHbl MOKPBITHS Ti—Cr—Ni—C—(N)
n  Ti—Cr-Ni—Cu—-Sn—P-C—(N), xapaxrepusyoniecs
IUIOTHOH ~ 0e371e(eKTHON  OJHOPOMHOW  CTPYKTYpO.
OCHOBHOM CTPYKTYpHOH COCTaBJISIIOILIEH BCEX MOKPHI-
it sBismmck ['HK-daser ¢-TiC(N) u ¢-(Ni,Cr). s
nokpeITHi Ti—Cr-Ni—C n Ti—Cr—Ni—C—-N pa3mep kpuc-
tauutoB (a3 ¢-TiC(N) u ¢-(Ni,Cr) Obu1 OIH30K B HaXO0-
Jaiics B ipezenax 34-36 u 22—23 uM. BBeneHne OpoH3bI
B COCTaB ATHX IIOKPBHITHI TPHBEIO K (HOPMHPOBAHHIO
amop¢Hoif (a3bl HA OCHOBE MEAM M CHIKCHHIO Da3-
Mepa kpucrammutos ¢a3 ¢-TiC Ha 12-15 % u c-(Ni,Cr)
Ha 32-64 %. Bce MOKpBITHST XapaKTepU30BaINCh TBEP-
nocteio B auanazone 18-21TTla u momynem ympy-
roctu 220-235TTla. Jly4miel TpeumHOCTONKOCTHIO,
QJITe3MOHHON TMPOYHOCTHIO, MUHHMAIBHBIM KOA(PPH-
uentoMm Tpenus (0,17-0,18) mn BBICOKOH HM3HOCOCTOM-
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kocTbio (1,4:107° 1 1,2-10°% mm3/(H'M) B mapax TpeHus
¢ xkoutprenamu P6MS u X12M®) xapakTepu3oBaioch
nokpeiTHe Ti—Cr—Ni—C. OcaxaeHne MOKPBITHH B CHC-
teMe Ti—Cr-Ni—Cu—Sn—P-C-N cmoco6cTBOBaNIO CHU-
KEHHUI0 KOX(PQHIIMEHTA TPEHUS CTAIBHOW TOIJIOKKH
B 2,5-4,2 paza U yMEHBIIICHUIO TPUBEJCHHOTO M3HOCA
Ha JIBa TIOPsIZIKa.

10.
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