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MonyyeHue TOHKOAUCNEPCHOr0 NOPOLUKA TUTAHA
00beMHbIM BOCCTaHOBNIEHMEM ero MOHOB HaTpuemM,
pacTBopeHHbim B pacnnase BaCl,—CaCl,—NaCl

©2022r. B.A. Jlebepes, B.B. NMonsgkos

Ypanbckuii peaepanbHblii yhusepcuteT (YpdY) um. nepsoro Mpesuaenta Poccun b.H. Enbumna,
r. Exatepunbypr, Poccus
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AHHOTauma: PaboTa HanpaBneHa Ha pa3paboTKy TEXHONOrMK NPOU3BOACTBA TOHKoAUCNEPCHbIX (0T 10 4o 100 MKM) NOPOLLKOB
TUTaHa u ero cnnaBoOB, NPUIOAHbIX, Nocne knaccudukaunm n cbeponansaunm, AN NPUMEHeHUs B agaUTUBHBIX TEXHOSIOMMAX.
B kavecTBe anekTponMTa Mcnonb30Banu 3BTEKTUYECKYIO cMecb, Moi. gonu: BaCl, — 0,16, CaCl, - 0,47, NaCl - 0,37 — ¢ Temnepa-
Typon nnasnenmns 452 °C. bnmakne no coctaBy 31EKTPONNTLI MPUMEHSIOTCS B MPOMbILLIEHHOCTU NPU 3NEKTPONINTUYECKOM MNONY-
YeHUN HATPUS C BbICOKUM BbIXOAOM Mo ToKy. Conu TutaHa B anekTponuT He BBOAMW. [ToTepn HaTpuUsa 3a CHeT ucnapeHusl, Kop-
po3uu 1 nepesapsga MOHOB BOCMOMHSANN NEPUOANYECKMM MOBbILLEHNEM TOKa 3n1ekTponm3a. B kayecTtBe aHoga ncnonb3osanm
nnacTuHy 13 TutaHa mapku BT1-0. KaTogaom cnyXxumnm cTeHKU CTanbHOMO TUMAS, HA KOTOPbIX BbIAESNICA HATPUA 1 pacTBOPSSICS
B anekTponute. BoccTaHOBNEHME MOHOB TUTaHa NPOUCXOANIO B OObEME 3NIEKTPOAUTA N NPUAHOAHOM croe. [Ang nHtepnpeTta-
LMW NOYyYEHHbIX Pe3ynbLTaToOB BNEepBble NCMOJIb30BaHbl AaHHbIe 00 3/1eKTPOAHbIX MOTEHUManax cuctem Ti3*/Ti, Ti2*/Ti, Ti3*/Ti2*.
[Moka3aHo, 4To B nepBble 12 MUH 3NEeKTPOIN3a B NPUAHOLHOM C/IO€ PACTET KOHLLEHTPALUS MasoNOABMXHbBIX KOMMIEKCHbIX UO-
Hos Ti**, a PaCTBOPEHHbIN B 3N1IEKTPONNTE HATPUIA BOCCTAHABIIMBAET B 0ObEME 3/1EKTPOINTA B OCHOBHOM WOHbI Ti?". HaunHasi ¢
20-11 MVH, NpY HaKoMIeHUM NOPOLLKa TUTaHa B 06bemMe aN1ekTponTa, B NPpUaHoOLHOM C/I0€ HaYMHaeT YCKOPEHHO BO3pacTaTb KOH-
LieHTpauus noHos Ti%* no peakuun: 2Ti%* + Ti = 3Ti?*. OQHOBPEMEHHO YMEHbLLAETCS A0S HATPUS, PACXOAYIOLLErocs Ha BOCCTa-
HoBneHue noHos Ti** no Ti?*, uto crnoco6CTBYET NOBLILIEHNIO BbIXO4a Mo TOKY 1 cTabunndaunm Ha 30 MUH NoTeHuunana katoaa npu
—2,963 B. NMocne 50-i M1H HaYUMHAET CHMXATbCS peakLMOHHAsa akTMBHOCTb COJIEBOro pacniaBa, CTabuibHO pacTeT KOHLEHTpaums
noHos Ti*" oo BblpaBHMBaHUS ee Ha 85- MUH C KOHLUEHTpaumen MoHOB Ti2*. 910 pPe3Ko yBenn4mMno 3aTpartbl TOKa Ha nepesapsas,
MOHOB U NPUBENO K HE0BX0AMMOCTU, NOce kpaTkoBpeMeHHoro (Ha 40 ¢) BkatoyeHus Toka 12 A, npekpaTuTb 31eKTponuns. Yepes
10 ¢, cyast N0 MU3MEHEHMIO NOTEHLMAaNa KaToaa, NPakTUYecky BECb HATPUIA, PACTBOPEHHBIN B 3N1IEKTPONNTE, Obli M3PacXxof0BaH Ha
BOCCTaHOBJIEHVE MOHOB TUTaHa. Yepe3 6 M1H NoTeHuManbl 31eKTPoA0B BEPHYNINCH K MEPBOHAYANIbHOMY 3HAYEHMIO NOTeHuMana
aHoAa, CBMAETENbCTBYS O BO3BPALLEHUN CUCTEMbI K ICXOAHOMY COCTOSIHWIO, FTAE COMU TUTaHa U PACTBOPEHHbIV HATPUI NPaKTu-
yeckn otcyTcTBOBanu. MNMonyyeHo 95 % nopoluka B 06beme anekTponuta. Beixon no Toky coctaBui 84,0 % 1 okasancs 6anM3knum kK
paccYMTaHHOMY MO CpeaHel BaNneHTHOCTM MOHOB TUTaHa 1 yobinn macckl aHoaa (87,0 %). Nocne ynsTpa3BykoBOro AMcneprmposa-
Hus 6onee 80 % nopolika Haxoannock B gnanasoHe 10-100 MkM ¢ Makcmymom npu 36 MkM. PeHTreHoda30BbI aHannmM3 nokasarl,
4YTO 3TO NPAKTUHECKN YNCTbIN a-TuTaH (93,06 %) 1 HaCbILLEHHbIN KNCOPOAOM o.-TuTaH (5,45 %). OpurnHanbHOCTb paboTbl COCTOUT
B NMPUMEHEHUN 0OBEMHOIO MHTEHCUBHOIO 3IEKTPOSINTUYECKOrO Cnocoba nosyyeHrs TOHKOOUCTNEPCHbIX NMOPOLLKOB TUTaHa npu
OTCYTCTBMM PACTBOPEHHOIO HATPUS U XJIOPULAOB TUTAHA B UCXOHOM U KOHEYHOM 3/IEKTPOIUTAX, B CTYNEHYaTOM NOBbILLIEHUN TOKa
1 NOTEHLMOMETPUYECKOM KOHTPOJIE Npouecca. YHUKaIbHOCTb PaboThl 3aKJI04aETCS B NMOJlyHaeMOM MOPOLLKE TUTaHa, OCHOBHAs
4acTb KOTOPOro HaxoauTcs B 06beme pacnniaBa B BUAE CPOCTKOB, JIEFKO M3MeNbYaeMbIX NPU ybTPa3ByKOBOM AMCNEPTrMPOBaHNN
Ha oTAesNbHble KpucTanbl. Bonee 80 % 9Tnx KPUCTANNOB HAXOAMNOCHL B TPeOyeMOM ANs aAANTUBHbBIX TEXHONOMNI AMana3oHe
10-100 mkM co cpegHMM pasMmepom 36 MKM.

Knwo4eBblie c/0Ba: anekTponuTMieckoe ob6beMHoe BOCCTaHOB/IEHME TuUTaHa, agAuTMBHbIE TEXHOJIOruMu, MUuKpodoTorpadun,
rpaHyfoMeTpusl, peHTreHoGha30BbI aHaNn3, YNbTPa3BYKOBOE N3MeibYeHne, BbiXod Mo TOKY, OLLeHKa BbiXo4a Mo TOKY MO CpeaHei
BaJIEHTHOCTM MOHOB TUTaHa B NPMaHOA4HOM CJioe.
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Production of finely dispersed titanium powder by volumetric reduction of its ions
with sodium dissolved in the BaCl,—CaCl,—NaCl melt

V.A. Lebedev, V.V. Polyakov
Ural Federal University (UrFU), Ekaterinburg, Russia
Received 11.06.2021, revised 15.10.2021, accepted for publication 19.10.2021

Abstract: The research is intended to develop a technology for the production of finely dispersed (10 to 100 um) powders of
titanium and its alloys suitable for use in additive technologies after classification and spheroidization. A eutectic mixture was used
as electrolyte, mole fractions: BaCl, — 0.16, CaCl, — 0.47, NaCl — 0.37, melting point of 452 °C. Electrolytes with a similar composition
are used inindustry for the electrolytic production of sodium with high current efficiency. No titanium salts were added to electrolyte.
Sodium losses due to evaporation, corrosion, and ion recharge were replenished by a periodic increase in electrolysis current.
A VT1-0 titanium plate was used as an anode. The walls of a steel crucible served as a cathode. Sodium was released on these
walls and dissolved in electrolyte. Titanium ions were reduced in the bulk of electrolyte and in the anode layer. It is the first time
that the results obtained were interpreted using the data on the electrode potentials of Ti3+/Ti, Ti2+/Ti, Ti3+/Ti2+ systems. It was
shown that the concentration of slowly moving complex Ti* ions increases in the anode layer, and sodium dissolved in electrolyte
reduces mainly Ti2* ions in the electrolyte volume in the first 12 min of electrolysis. Starting from the 20 min, the concentration of
Ti2* ions in the anode layer begins to increase rapidly according to the reaction: 2Ti%" + Ti = 3Ti?" as titanium powder accumulates
in the electrolyte volume. At the same time, the proportion of sodium consumed for the reduction of Ti%* ions to Ti2* decreases,
which contributes to an increase in current efficiency and cathode potential stabilization for 30 minutes at -2.963 V. After the 50t
min, the reactivity of the salt melt begins to decrease, the concentration of Ti®* ions increases steadily until it levels off with the
concentration of Ti2* ions at the 85" min. This sharply increased the current consumption for ion recharge and made it necessary
to stop electrolysis after switching on a current of 12 A for a short time (for 40 s). After 10 s, judging by the change in the cathode
potential, sodium dissolved in electrolyte was almost completely consumed for titanium ion reduction. After 6 min, the potentials
of electrodes returned to the initial anode potential value indicating that the system returned to its original state with the near-zero
content of titanium salts and dissolved sodium. 95 % of powder was obtained in the electrolyte volume. Current efficiency was 84.0 %
and turned out to be close to the value calculated from the average valence of titanium ions and the loss of anode weight (87.0 %).
After ultrasonic dispersion, more than 80 % of powder was in the 10-100 um range with a maximum at 36 um. X-ray phase analysis
showed that this is practically pure a-titanium (93.06 %) and oxygenated oa-titanium (5.45 %). The originality of the research consists
in the use of a volumetric, intensive, electrolytic method for producing finely dispersed titanium powders with no dissolved sodium
and titanium chlorides in the initial and final electrolytes, in a stepwise increase in the current and potentiometric process control.
The uniqueness of the research consists in the titanium powder obtained where the major part is in the melt volume in the form of
intergrowths that are easily crushed by ultrasonic dispersion into individual crystals. Over 80 % of these crystals were in the range
of 10-100 um required for additive technologies with an average size of 36 um.

Keywords: electrolytic volumetric reduction of titanium, additive technologies, micrographs, grain size analysis, X-ray phase
analysis, ultrasonic milling, current efficiency, current efficiency estimation by the average valence of titanium ions in the anode
layer.
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BeeneHue

ITpoiecc 06HEMHOT0 BOCCTAaHOBJICHUST METAJJIOB
OCHOBAaH Ha 3aMETHOI paCTBOPMMOCTH B pacIlIaBJIEH-
HBIX TaJIOTEeHUAAX IIEJIOYHBIX U IIeJI0UHO-3eMeIBHBIX
METaJJIoOB. DTU MeTaslibl 00J1agaloT OOJIbIION MOMd-
BUKHOCTBIO M BBICTYNAIOT B Ka4eCTBE BOCCTAHOBM-
TeJsl MIOHOB APYTUX METaJIJIOB JIUOO B 00beMe 3JIEeKT-
pojiuta, TMOO B NMPHUAHOIHOM CJIOE, C TOJIYYeHHEM
TOHKOAMCIEPCHBIX METAJUIMUYECKNX MOPOIIKOB. [1pu

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N2 1

9TOM BJIEKTPOXUMUUECKOE BOCCTAHOBJIEHHE TTPOUCXO-
IUT B 00bEeMe pacIljlaBa, a He Ha IOBEPXHOCTH KaToa,
4TO oOecreuynBaeT 3HaUUTEJbHYI0 UHTEHCU(UKALIUIO
nmpoluecca.

TeopeTtnyeckoit OCHOBOII O0OO0BEMHBIX METOIOB
BOCCTAHOBJIEHU I METAJIJIOB SIBJSIIOTCS pabOTHI 1IKO-
abl ipo¢d. M.B. CMmupHOBa, moka3aBlIne BBICOKHE
pPeaKIMOHHYIO0 aKTUBHOCTH [l] M MOABMXHOCTH [2]
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IIEJTOYHBIX METAJIJIOB, PACTBOPEHHBIX B COJIEBBIX pac-
IJaaBax

B martenTte [3] o0o3HaYeH OMama3oH KaTOTHOM
oTHocTu Toka (i) ot 0,01 o 1,0 A/CM2, MpU KOTO-
pOif IPOMCXONUT BBIACICHUE Ha KaToAe IIEJOYHOI'O
MeTaJuta. Ha aHome oOpasyeTcs CONIb OcCakIaeMOTO
MeTaJljia, KOTopasi BOCCTaHaBJIMBAeTCs B 00beMe CO-
JIGBOTO pacIijiaBa 10 ITOpoIKa TYTOMJIaBKOTo MeTaJljia.
B xagecTBe pacTBOPUMOI0 aHOIIA UCIIOJIL30BAJICS TaH-
TaJIOBBIM TIPYTOK C COIEpXKaHWEM TaHTaja He MeHee
99,92 %. lMony4enHsiit npu Temmeparype t = 700 °C u
KaToJHOM njoTHocTH Toka i, = 0,01 A/CM2 TOPOIIOK
TaHTaja uMmesa pa3mep yactull 20—50 HM U yIAeabHYIO
noBepxHocTh 30 M2/T, a ripu 1 = 850 °C u i, =10 A/em?
5TU TOKAa3aTeNIl COCTABIISUIA COOTBETCTBEHHO 50—
100 HM 1 ~4+8 M2/F. CopepxaHue IpyuMeceid B TOy-
YEHHOM ITOPOIIIKE, IT0 CPAaBHEHUIO C UCXOIHBIM TaHTa-
JIOM, COKPaTUJIOCh B 4 pasa.

B paborte [4] mpuBeneHbl pe3yabTaThl 3JEKTPOXU-
MHUYecKoro mnoyyyeHust komnozura NbC—Sn B pac-
IUIABJICHHBIX XJIOPUIAX.

B pabore [5] mpeactaBiieHbl pe3yJbTaThl MOJayYe-
HUS TTOPUCTOrO TUTAaHA KaJbLUUTEPMUYECKUM BOC-
CTaHOBJICHUEM IIOPUCTOTO TUTAHATA KAJIBIIU .

Hawnbonee netasbHO cnoco® 0OBEMHOrO BOCCTa-
HOBJICHU ST OTIACaH B paboTe [6] ¢ MCITOJIb30BAHUEM TH-
TaHOBBIX TUTJIE Mapku BT1-0 u xnopumgHo-pTOopua-
Horo asektpoauTta (Mac.%) 47,5NaCl—47,5KCI—5KF.
HUccnenoBanoch BausiHue ToTHocTu Toka (0,01—
2,0 A/CM2), temmepaTypsl (700—850 °C) m mpomod-
KUTEIBHOCTU Tpolecca (1—2 4) Ha rpaHyJIOMeTpHU-
YEeCKMI COCTaB M CBOMCTBA IIOJIYy4AaeMOI'O IOPOIIKa
TUTaHa. bbIK IToTyYeHb HAaHOpa3MepHbBIE TUTAHOBBIC
MOPOIIKHU CO CpeaHUM pa3MepoMm dactull 80 HM, KO-
TOPBI YMEHbBIIAJCS NPU CHUXEHUU TeMIIepaTypbl U
IUIOTHOCTH TOKA. JIOCTUTHYTA TpexXKpaTHasi OYNCTKA
rnopoirka oT mpuMeceit aHomHoro tutaHa. [lpu 60-
Jiee BBICOKHMX IIOTHOCTSIX TOKa M TeMmIlepaTypax Ha-
YMHAIOT NpeobjagaTh KPyImHBIE aMOpGhHBIE YaCTUIIHI
OILJIaBJIEHHON (DOPMBEI.

B pabote [7] mpuUMEHSIIM YUCTO XJOPUAHBIA
snekTpoauT KCl—NaCl, koMmakTHBbIE TYTrOIJIaB-
Kue, pactBopsieMble Ha aHoae MeTasbl (Ni, Cr, Mo,
Co, Ta, W, Fe) u ux xkapouasl. IIpouecc npoBoauan
npu ¢ = 750 °C 1 KaTOAHO# MJOTHOCTHU TOKa He OoJiee
1-2 A/CM2 C MEXAHUYECKUM MEPEMELIMBAHUEM CO-
JeBoit cMmecu co ckopocthio 30—120 o6/muH. Ilo
JaHHBIM PEHTTeHOCTpyKTypHOro aHanau3a (PCA) mo-
JIydeHHBIE TIOPOIIKY MMEIU pa3Mep 4acTUIl OT 15 1o
180 HM ¢ yaeJabHO# MOBEPXHOCThIO 4—8 M2/1“.

PaGora [8] mocBgimeHa mporeccy 3JIeKTPOXUMU-

YecKoro o0pa3oBaHUST MEJIKOIUCIIEPCHBIX TTOPOIITKOB
HMOOMS B COJIEBBIX pacIllaBax.

B pa6ote [9] n3yueHO BTOPUUYHOE BOCCTAHOBIICHHE
taHTaja B paciuiaBax NaCl—KCl u KCl—CaCl,.

HaxonneHHbIi onbIT 0000611eH B coobdmieHuu [10].

PaccmotpenHble paboThl [3—10] opreHTUPOBaHEI
Ha MMoJIyYeHe HaHOPa3MePHBIX ITOPOIIKOB TYTOIIaB-
KMX METaJUIOB IJisi COBpeMeHHOl TexHuku. Hamu
TaHHBII CIIOCOO paccMaTpuBaeTCs KaK MEPCIIeKTHUB-
HBIH JUIST TIOJyYeHUST MUKPOPa3MEPHBIX IOPOIIKOB
TUTaHAa U ero crjiaBoB 1Jis1 3D-texHomoruii. [1pu aTom
BOCCTaHABJIMBAEMBIl METaJI BBOOUTCS B amIapaT B
BUJe rajoreHuaa [11], a nmeaouHoi MeTasaa MOXeT Kak
HENPepbIBHO TOJYYaThCS Ha KaTOAE B XOMIE BJIEKTPO-
XUMHWYCCKOU PeaKIINy U IIEPEXOIUTh B PaCIljIaB, TaK 1
MIPUMEHSITHCS B BUIE 3apaHee MPUTOTOBJICHHOTO pac-
TJ1aBa, COIepXalllero paCTBOPEHHBIH IIETOIHOM 1100
IIEeJIOYHO-3eMEIbHBIN MeTaJlT [12].

B BhIIIeyKa3aHHBIX paboTax Majlo BHUMaHMS
yIEISIeTCSI pACCMOTPEHNIO MEXaHU3MOB U KUHETUKH
MIPOUCXOASIINX Ha 3JIEKTpomax IrpoieccoB. IIpak-
TUYECKU HE UCIIOJb3YIOTCS CBEACHMS, HaKOILJICH-
HbIe mKoJioi mpod. M.B. CMupHoBa, 1o BeJTMYMHaAM
BIIEKTPOAHBIX ITOTCHIIMAJIOB METAJUIOB M OKMCJIH-
TeJIbHO-BOCCTAHOBUTEJBHBIX CUCTEM B pacIlIaBJICH-
HBIX XHopuaax [13].

B pa6ote [14] mpencTaBieHa MOAEIb CTAaIlMOHAP-
HOT'O TIpollecca BTOPUYHOTO BOCCTAHOBJICHMSI MOHOB
TYTOILUIAaBKOTO MeTaJjljla IeJOYHBIM WU IIeJOYHO-
3eMeJIbHBIM METaJIJIOM, 00pa3yoIInMcs Ha TJ1aIKOM
KaToJie B COJIEBOM pacIljiaBe.

B pabote [15] B KayecTBe MCTOYHMKA 3JIEKTPO-
HOB IS JIEKTPOXMMHUIECKOTO BOCCTAHOBJICHUS TY-
TOMJaBKUX METaJJIOB B PACIJIABICHHBIX COJISIX MC-
MOJIb30BasICAd KaTOAHBIN pa3psa. [TonydeHbl 6au3Kue
K chepruuecKUM MOPOIIKHM TUTaHA guamMerpoMm 10—
400 HM B 3aBUCMMOCTHM OT HaIIPSIKEHU S pa3psiaa.

Lens HacToOsIIEH pabOTHI 3aKJHOYAETCSI B Teope-
TUYECKOM OOOCHOBAaHMM BO3MOXHOCTHU peaTu3allnu
B COJIEBBIX pacIljlaBaXx OO0BEMHOTO MHTEHCUBHOTO
BJIEKTPOJIMTUYECKOTO CIIOCO0a MOJTYyUYeHM I TOHKOIVC-
TIEPCHBIX IIOPOIIKOB TUTaHA IIPH OTCYTCTBUU PACTBO-
PEHHOTO HaTpHusI M XJOPUAOB TUTaHA B MCXOTHOM U
KOHEYHOM 3JICKTPOJIMTaX, a TaAKXKe CTYIEeHYaTOM I10-
BBIIIICHUM TOKAa M MOTEHIIMOMETPUUECKOM KOHTPOJE
mmpoiecca [16].

Jns pemieHus: 3ToM 3amayd IpeJiokeHa U pea-
JIN30BaHa METONMKAa KOHTPOJS W YIIPaBJICHHS pas-
pabaTbIBaeMOTO TIpolecca Mo M3MEPEHUSIM OKMCIIM-
TeNbHO-BOCCTaHOBUTENbHOrO moTeHuMana (RedOx)
cucremst Ti*/Ti?" B npuaHonHOM ciioe.
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MeToauka
npoBeAeHnsa 3KCnepuMeHTa

OnbITel TIpoBOAMIIM Tipu ¢ = 610 °C B pacmiase
9BTEKTUYECKOro cocraBa, moi. nonau: BaCl, — 0,16;
CaCl, — 0,47; NaCl — 0,37 c t,,, = 452 = 2 °C. biuskue
IO COCTaBY JIETKOIUIABKME 3JIEKTPOJIUTHI MCIIOIb3Y-
IOTCSI B IPOMBIIIJIEHHOCTH s TIOJIYYeHMsI HAaTPUSI C
BBICOKUMM BBIXOIAMH MO TOKY. DIIEKTPOJIUT TOTOBH-
JIM U3 TIPEIBapUTEILHO 00€3BOXEHHBIX TI0 METOIMKE
[12] coneii. B ucXomHBIi 2JIEKTPOJUT COJIM TUTAHA HE
NOOaBJISIIIN.

IIpenBapuTeabHO M3MEPSIIN MTOJISIPU3ALIMK KaToaa
M aHOJa, UTO MO3BOJIUJIO MOI00PATh PEXKUM BJIEKTPO-
JIm3a.

IMonspuzaiMoOHHBIE MCCIEAOBAaHU S ITPOBEIEHBI Ha
maccu npubopa NI PXlIe 8108 (National Instruments,

Puc. 1. YcTpoiicTBO 3JIEKTPOJIUTUIECKON STUeHKI

1 — turanosas ractuHa (BT1-0); 2 — sanekTponur;

3 — xpomenb-aroMesieBasi TepMornapa B uexiie u3 BeO;

4 — cranbHOI moaBeC TUIJIS (KaTom); 5 — TUTAHOBBIN CTEPXKEHb
(TOKOIOIBO/); 6 — MaTpyOOK JJisk OTKAYKK BO31yXa U IMOAaun
aproHa; 7 — npobka 13 BaKyyMHOl pe3UHbl; § — KBaplieBast
syelika; 9 — a1eKTpoa cpaBHEHMS B yexiie u3 BeO;

10 — cTanbHOl TUTEb

Fig. 1. Electrolytic cell setup

1 — titanium plate (VT1-0); 2 — electrolyte; 3 — chromel-alumel
thermocouple in a BeO cover; 4 — steel crucible hanger (cathode);
5 — titanium rod (current lead); 6 — nozzle for air evacuation

and argon supply; 7 — rubber vacuum plug; & — quartz cell;

9 — reference electrode in a BeO cover; 10 — steel crucible

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N2 1

CIIA) ¢ momyasamu NI PXI-4140, NI PXI-4072 u
NI PXlIe-6356. I1punoxeHue ajist 3TOro npubdopa Ha-
MMUCaHO Ha rpaduuecKoOM SI3bIKE IIPOrpaMMUPOBAHUS
LabVIEW 10. ITponoiXuTeJbHOCTh UMITYJIbCa TOKA —
10 ¢, manee ciregyeT OoTKJIMYeHHEe ToKa Ha 10 ¢ ¢ u3-
MepeHUEeM BeJMYMHBI MOTEHIMAaka DJEKTpoaa depes
0,5 Mc Tocie OTKJIIOYEHMS, 3aTeM BKJIIOUEHUE CIIeMy-
fomieit BeauuuHbBl ToKa Ha 10 c. ITocrmemoBarenbHoe
MOBBIILIEHNE TOKa ObLIO paBHOMEPHLIM B Jiorapud-
mudeckoii mkane: 1,0, 1,59, 2,51, 3,98, 6,31, 10,0 B kax-
JIOM TIEPUOIE.

B kauecTBe 2jieKTpoAa CpaBHEHMSI UCIIONIb30BaIN
cBuHLOBBIH 351eKTpos KCl—NaCl—10mac.%PbCl,:

E=-1,79 + 0,42:1073T
M
E883 K™ —1,42 B.

PesynbraThl IepecYUTHIBAIN Ha XJIOPHBIA 3JIEKT-
pon.

YCTpoMCTBO 2JIEKTPONUTUYECKON SUEKM MoKa3a-
HO Ha puc. 1.

Ilepen axcriepMEeHTOM B TUTEJb 3arpy3uau 228 T
9JICKTPOJIMTa. AHOIN BBIIOJHEH W3 THUTaHOBOI'O
cTepXHs (ToKomoaBod) Maccoit 23,36 r U TUTAHO-
BO#l myacTuHBl Maccoit 14,18 r. B xauecTBe kKarTonma
HCIIOJIb30BaJIM CTEHKU cTaJibHOTO TUIA. [lnomans
paGoueil MOBepXHOCTH aHoma cocraBuia 14,4 cwm?,
kartona — 114 cm?. Jlis Gojee MOJHOM MPOCYIIKA
9JICKTPOJIMTa STYeHKY HarpeBaju oA BaKyyMOM OO0
400 °C, mociie 4ero 3aMoJHSIIN aproHOM, OYMILEH-
HBIM IIPOITYCKaHUEM €ro Yepe3 THTAHOBYIO CTPYXKY,
Harpetyto g0 820 °C.

Pe3ynbrathl u UX 00CyXaeHue

Pesynprarel m3ydyeHWsS aHOOHON IIOJSIpM3allUU
MpUBEAECHBI Ha puc. 2.

Ho I, = 15,9 MA nonspuszauusi OTCYyTCTBYET, 4TO
IIpY TIJIOLIAAN TTOBEPXHOCTH aHOIa, paBHOIl 14,4 cm2,
OTBEYAeT IJIOTHOCTU TOKAa KOPPO3UU TUTAHA i, =
=11 MA/CM2. Boie 15,9 MA HabiogaeTcs OTKJIO-
HEHHeE TTOTEeHIIMAJIa B CTOPOHY TTOJOXUTEIbHBIX 3HA-
YeHUI, OJHAKO YCIIOBHBIM CTaHZAPTHHIM MTOTEHIIMAT
nepes3apsiia MOHOB Ti3+/Ti2+ (—1,64 B) npu nponoJ-
XKUTEJLHOCTU uMmnynbea 10 ¢ 1 Toke 2 A He JoCcTUTa-
ercs.

PesynbraTsl u3ydyeHus Mojaspu3aliuv KaTojaa mpu-
BeICHEBI Ha pucC. 3.

Toku Koppo3uu crajbHoro karoaa (40 MA) omnpe-
IeJTUIN TI0 OTCYTCTBUIO nojsgpuzauuu (puc. 3). I1pu
MJIOIIAAY TIOBEPXHOCTU KaToma, paBHoit 114 CM2, MJI0T-
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HOCTb TOKa KOPPO3MH kesie3a cocTasisiet 0,35 MA /M.
IIpu toke 12 A (i, = 0,105 A/CM2) MOTEeHILMaJ KaToaa
OJIM30K K MOTeHIIMaiaM BeineneHus Harpus (—3,32 B).

B

a’

2,00

—1,96

~1,92 1

—-1,86

—1,82 1

—1,78 1

0,01 0,1 1,0 10
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Puc. 2. Pe3ynbraThl U3y4eHU ST aHOIHOM IMOISIPU3ALI U

Fig. 2. Anodic polarization study results
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Puc. 3. Pe3ynbraTsl n3ydyeHU s ITOJSIPU3aLIMMT KaToaa

100

Fig. 3. Cathodic polarization study results

IMoTeHIIMaN BEIIEICHUS HATPUST PACCUNTHIBAIHN ITO
Mmetonuke [17], mcnonab3ys 3HaYEHUS] CTaHAAPTHOTO
notenuuana cucremsl Na*/Na B NaCl [1]:

E%=-3,903 + 0,60-10737;

E%.=-3,373B @
883 ’ ’

moit. nonu: NaCl — 0,37, CaCl, — 0,47, BaCl, — 0,16
M MOHHBIE MOMEHTHI KaTuoHOB, HM : Nat — 10,2,
Ca’™ —19,23uBa*" — 14,58 HCIIOJIb3YEMOM BJIEKTPO-
JIUTE:

E"=-3,829+0, 581077,

; ©)
E883 = —3,32 B.

JMUTETbHBINA 37IeKTPOJIN3 BEJIU IIPU CTYIIEHYATOM
MOBBIIIEHN U ToKa (2, 4, 6, 8, 10 A). Tlocite cCHUXEHU S
pabouero HampsixKeHus Ha 5—6 % BBIIIOIHSIIN U3Me-
peHue MOTEeHIIMAaJIOB KaTo/ia U aHo/Aa TIPU KpaTKOBpe-
MEHHOM OTKJIIOUEHU U TOKa 3JIeKTpoau3a. Pe3yabrarsl
U3MepeHust pabodero HanpsikeHus B Havamte (U aq)
1 B KOHLE (U, o) TIEpHOZA, U3MEHEHU ST paboyero Ha-
npsoxeHust (AU), o6parHoit OJIC (Egp,), MOTEHLMATOB
KaToAa (Ey a1 oren) ¥ aHOIA (E 14 orin) TIPU OTKITIOUE-
HUY TOKa ITOKa3aHbl Ha pUC. 4 1 TIPUBEIECHE! B Ta0OI. 1.

XapakTep U3MEHEHUsI BO BPEMEHU ITOTEHIIMAJIOB
3JIEKTPONOB U BeIMYUHBI 00paTHOM DIIC 1moKa3aH Ha
puc. 5.

BoisiBIeHO B3aMMHOE BJIMSIHUE ITPOLECCOB, MpPO-
HUCXOISIIIINX Ha 3JIeKTpomax. M3MeHeHnsI BO BpeMeHH
MeXaHM3Ma aHOJHOTO Tpollecca, HabJroaarolecs Ha
BPEMEHHOI 3aBUCMMOCTHY MOTEHIIMaja aHojaa, Mpak-
TUUYECKU OMHOBPEMEHHO OTpaXXaloTcs ¥ Ha TIOTOOHBIX
3aBUCUMOCTSX IS MOTEHIIMAIA KaToma W BEJIMIMHBI
obpatHoit DIC.

Bce nusmepeHus BBIMOJIHEHBI C TOUHOCTHIO 10 1 MB.
DTO MO3BOIMIIO MTPOCIEANUTH 32 UBMEHEHUEM OTHOIIIEe-
Hust noHoB tutana Ti*" u Ti?" B mpuanomHOM cioe u
3a u3MeHeHueM moreHuMana RedOx B mpukaTogHOM
cJIoe 3JIEKTPOJIUTA.

YcnoBHbBIE CTaHOApTHBIE TOTEHIMAIbl CUCTEM
Ti**/Ti, Ti*/Ti, Ti**/Ti** nna CaCl,, BaCl,, NaCl
B35IThl U3 MoHorpaduu [13]. YMHOXUB COOTBETCTBY-
IOI[1€ BEJIUYMHBI HA MOJIbHBIE MO KOMIIOHEHTOB U
CIIOXKMB ITOJTyYeHHBIC Pe3YIbTAThI, ITOJYININ YpaBHE-
HUS IS pacyeTa YCJIOBHBIX CTAHIAPTHBIX MOTCHIIM-
aJIOB COOTBETCTBYIOIIMX CUCTEM B HCIOJb30BAaHHOM
anektponure. Koadduiments: ypasaenuit £ = A +
+ 1073BT npuBencHbI B TaGL. 2.

Ilo ucxomHbBIM (OO0 2JEKTPOJaMU3a) IMOTEHLMAalaM
karona (—2,48 B) m anomna (—1,87 B) paccuuTaHbI KOH-
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3TO OTHOIIEHUE PaBHO 3,7-10_2, a CpenHss BaJIeHT-
HocTh — 2,04,

[IpuBeneHHBIC 3HAYCHUS YCIOBHBIX CTAHIAPTHBIX
MOTEeHIIMAJIO0B MO3BOJUJIU ONUCATh TPOUCXOASIIE HA

LEHTPALMN COOTBETCTBYIOIIMX MOHOB B IPUAJIEKT-
POIHBIX cIosiX. [l KaTofa OHU PAaBHBI, MOJ. JOJIM:
Ti2t — 5,2:1077, Ti** — 4,810~'2. OrHOWeHWMEe KOH-
wentpamit Ti>T/Ti%t cocrasnser ~1-107>. Lnst aHona

E,B
T3 3 % 3 : :
AT —— A A el
J7 T E |
—1-
24
,3 .
- V— EK
4 h\;r/ R M‘AMM
_5 T T T T T T T T T
0 10 20 30 40 50 60 70 80 90 T, MuH
Puc. 4. Cxema peanusaliuy JJUTEIbHOIO 3JIEKTPOJIM3a
Fig. 4. Long electrolysis flowchart
Tabnuua 1. Pe3ynbTaTthl U3MepeHUs NapaMmeTpPoB INEKTPOIU3a
Table 1. Results of electrolysis parameter measurement
Howmep nepuona U, y1a4,B U, xons B AU, B AU, % Eop,B E vaorens B
1 4,070 3,913 0,257 3,9 1,56 3,225
2 3,923 3,784 0,139 3,5 1,54 3,086
3 3,741 3,480 0,261 7,0 1,39 2,963
4 4,192 3,935 0,257 6,1 1,34 2,951
5 4,197 3,935 0,262 6,2 1,26 2,962
6 4,084 3,814 0,270 6,6 1,04 2,718
7 3,846 3,640 0,206 5,4 0,97 2,587

Tabnuua 2. Pe3ynbTaThl pacyeTa BEIMYMH YCOBHBIX CTAHAAPTHBIX NoOTeHumuanoB cuctem Ti2t/Ti, Tid*/Ti, Ti¥*/Ti2*
B UCMONb3YEMOM 3MEKTPONUTE

Table 2. Calculation data for standard potentials of Ti®*/Ti, Ti*/Ti, Ti¥*/Ti®* systems in electrolyte used

Eqp+/m. B Eqs+/m, B E73+ 2+, B
Coinb
—A B —A B —A B

CaCl, 2,48 0,68 2,24 0,55 1,78 0,29

BaCl, 2,60 0,73 2,36 0,59 1,87 0,31

NaCl 2,42 0,51 2,19 0,34 1,74 0,01
DIIEKTPOJIUT 2,49 0,63 2,24 0,48 1,78 0,18

Egs3x B -1,93 -1,82 -1,62

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N2 1
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3JIEKTPOAaX MpolecChl Mpu ayiekTpoiu3e. Hanboiee
MHGOPMATUBHBIM OKa3aJICs aHaJIu3 I10 OTHOIICHUIO
KOHIICHTPAIIM TpeX- U IBYXBaJICHTHBIX MOHOB THUTAa-
Ha B IIPMaHOIHOM CJIOE.

B Ta6n. 3 mpuBeneHbl pe3yabTaThl OoNpeaeacHus1/
pacdeTa IOTEHIIMAJIa aHOOA B MOMEHT OTKJIIOUCHUS

-E.,B
3225

33

3,1+

2,9 1

2,7 1

Puc. 5. /luHamMuKa U3MeHEHHSI BO BpEMEHU
MOTEeHIIMAJIOB KaToaa, aHoaa u oopatHoit D1C
MPU OTKJIIOUEHU M TOKA DJEKTPOIM3a

Fig. 5. Time history of the potentials of cathode,
anode and back EMF at electrolysis current interruption

(Ey 4a orx) TOKA 3JIEKTPOJIN3A, OTHOLIEHUS KOHLIEHT-
paumit wonos Ti*T u Ti%t (c1i3+/cTi2+), CpPEOHEN Ba-
JICHTHOCTH, 3JIEKTPOXUMHYECKOI0 3KBUBaJIeHTa (g),
KOJIMYeCTBa NPONYIIEHHOro a3jekTpuyectsa (Q,) U
oXHJIaeMoi yObIIM Macchl TUTaHa U3 aHoma (AP) 3a
KaxX Bl TICPUO U 3a BECh DJICKTPOJIH3.

Bbixon 1Mo TOKY HaXOIUJIM TT0 OTHOIIEHUIO MacChl
MOJIyYeHHOro mopoiika TuTaHa (7,619 r) K yObLIn Mac-
col aHona (9,07 1): 7,619/9,07 = 84,0 %. OH okazajcs
OJM3KHUM K pacCUMTAaHHOMY IIO CpelHell BaJeHTHO-
CTU MOHOB TUTaHA B MpuaHoAHOM cioe 7,895/ 9,07 =
=87,0%.

Ipu mepBOM M3MepeHNU MOTeHLIMAaT aHona —1,666 B
0IM30K K YCJIOBHOMY CTaHIapTHOMY IIOTEHIIMA-
JIy CUCTEMBI Ti3+/Ti2+ M OTBeYaJ OTHOLIEHUIO KOH-
neHTpauuit moHos 0,55, cpeaHeil BaJjeHTHOCTH 2,35.
CpenHsisa BaJeHTHOCTD 3a nepuoj coctaBuia (2,04 +
+ 2,35)/2 = 2,195, ¢ = 0,814 t/(A-4), mpuBec TUTaHA
AP=0,055T.

B mepBble MMHYTHI 2JIEKTpOM3a B IPUAHOIHOM
clloe pacTeT KOHIECHTPAIUs MaJOIMOIBUKHBIX KOM-
uIeKcHbIX HoHOB Ti%T, a pacTBOpeHHbIi B 3JIeKTPOITH-
Te HaTpUIi BOCCTaHABIMBAET B 00BbEME JIEKTPOIUTA B
ocHoBHOM noHbI Ti%™. ITpy BTOpOM OTKJIIOYEHU U TOKA
noteHuuan aHona —1,548 B oTBevyan cpenHel BaJeHT-
HoCTH 2,73, cpeaHeil BaJIeHTHOCTH 3a nepuon (2,35 +
+2,73)/2=2,54,¢= 0,704 t/(A-9), AP= 0,234 T.

Hauunasa ¢ 20-ii MUH 3JIeKTpoJiu3a, MpPU HaKO-
MJEHUM MOPOoIIKa TUTaHA B 00beMe 3JEKTPOJUTA, B
IIPUAaHOTHOM CJIO€ HauMHAaeT YCKOPEHHO BO3pacTaTh
konuentpauus nonos Ti2* mo peakuun: 2Ti*H + Ti =
+ 3Ti?*. OqHOBpPEMEHHO YMEHbBIIAETCSI A0S HATPHS,
pacxonyeMoro Ha BOCCTaHOBJIECHUE MOHOB Ti*" o Ti2+,

Tabnuua 3. PeaynbTaTbl pacyeTa 0XXmaaemou yobiim Macchl TUTaHA

Table 3. Calculation data for expected titanium weight loss

oo BaneHTHOCTD, CpenHsisa

T —F, v oren B c3+/ciz+ paccyuTaHHas BJIEHTHOCTb | ¢, T/(A4) 0., Ay AP, T
10 E, 42 omxn 32 MepUoJ,

1 1,666 0,55 2,35 2,195 0,814 0,067 0,055

2 1,548 2,70 2,73 2,540 0,704 0,333 0,234

3 1,578 1,74 2,64 2,685 0,666 0,80 0,538

4 1,613 1,10 2,52 2,580 0,693 0,40 0,277

5 1,706 0,32 2,24 2,380 0,751 2,67 2,005

6 1,680 0,46 2,31 2,275 0,786 3,33 2,617

7 1,618 1,30 2,56 2,435 0,734 2,83 2,077

& 1,620 1,00 2,50 2,530 0,706 0,13 0,092

> 10,56 > 17,895
T lzvestiya Vuzov. Poroshkovaya Metallurgiya i Funktsionalnye Pokrytiya = 2022 = Vol. 16 = N2 1
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YTO CIIOCOOCTBYET ITOBBIIICHWIO BHIXOAA IO TOKY M
crabunuzauuy Ha 26 MUH noTeHUuana karoaa (E,)
npu —2,963 = 0,001 B.

Ilocne 50-if MMH BJeKTpoaM3a HAYMHAET CHU-
KaThCSI BOCCTAHOBUTEJIbHASI CIIOCOOHOCTD COJIEBOTO
pacnnaBa. CTaOMJIBHO pacTeT KOHIIEHTPAIIMSI NOHOB
Ti* JI0 BbIpaBHUBaHUSA €€ Ha 85-if MUH ¢ KOHLIEH-
tpauwueit noHoB Ti?". DTo pe3Ko yBETMUMIIO 3aTPaThI
TOKa Ha Tepe3apsia HOHOB U ITPUBEJIO K HEOOXOIMMO-
CTHU, TTocJie KpaTKoBpeMeHHOoro (Ha 40 ¢) BKIIOYeHUT
Toka 12 A, mpekpatuth aaekTpoaus. Yepes 10 ¢, cyns
110 M3MEHEHUIO TOTEHIINAJIa KaToAa, ObLII M3PacXoI0-
BaH MpPaKTUYEeCKW BeCh HATPWUI, HaXONWBIIHUICS B
3JIEKTPOJIUTE, a uepe3 6 MUH MOTEHI[MAJIbI 3JIEKTPO-
OB BEPHYJINCh K UICXOOTHOMY (IO 2JICKTPOJIM3a) 3Ha-
YyeHHUlo NoTeHlMana aHoga (—1,87 B), kak u cocTaB
KOHEYHOTI'0 3JIEKTPOJIMTA M0 KOHIIEHTPAIlusIM HOHOB
Ti*" (5,2:1077) u Ti*" (4,8:107'2) 1 ux cooTHOWIEHIIO
(~1:1073).

B pabote [I] mpuBeneHbl 3HAYEeHUST PACTBOPUMO-
ctu Na B NaCl, pasusie 2,42 mon.% nipu t = 816 °C n
4,06 m0a.% mipu t = 864 °C. [1o 5TUM TaHHBIM pPacCUK-
TaHa TeMIlepaTypHasi 3aBUCMMOCTb PacTBOPHMMOCTU
(&, B Mo, monsix) u ee 3HadeHue npu 7= 1173 K u gnsg
nepeoxjaxaeHHoro pacrniasa npu 7= 883 K:

lgN = 3,817 — 5920/T = —2,887,
Q)

Nll73 K~ 0,059, N883 K= 0,0013.

Takxe B padote [1] maHO ypaBHeHUE JJIsSl pacyeTa
Koa(ppulIMeHTa aKTUBHOCTU HAaTPU s, paCTBOPEHHOTr O
B pacriaBe Na—NaCl:

lgy = (—0,823 + 2899/T)/[1 + 6,06(Nn, /(1 — Nxo)l. )

MaxkcuManbHbie 3HaUYeHUS KO3(p(DUIIMEHTOB ak-
TUBHOCTHU HaTpus B pactiaBe NaCl paccunTaHbl TIpu

NNa=0:y=44npu T=1173 Kuy= 288 mpu 7= 883 K.

B 1abn. 4 cucreMaTU3MpOBaHbI PE3yJILTATHI pacue-
Ta akTUBHOCTU HaTpus B paciuiase NaCl (ay,) B 3aBU-
CHUMOCTH OT TEMIIepaTyphl U KOHIIEHTPAIlMU PacTBO-
PEHHOTO HATpHSI.

IIpu T= 1173 K n monbHOI1 mone Hatpus 0,059 ero
aKTUBHOCTb 0Jin3ka K 1. OHa JUIIb HEMHOIO YMEHb-
raeTcs NpHu CHUXeHuu coiepxaHus Na go 0,0406.
Ipu N = 0,0021 koa3pPULIMEeHT aKTUBHOCTUA HATPUS
MpUOJIMKAaeTCs K MaKCMMaJbHOMY 3HaYeHUI0. [laib-
Helillee CHUXXEHME KOHILIEHTpPAllMM pPAacTBOPEHHOIO
HaTpHs IIPUBOIUT K OBICTPOMY YMEHBIIICHUIO €T0 aK-
TUBHOCTHU.

B nepeoxnaxnennom NaCl mpu 7 = 883 K ko3d-
GUIIMEHT aKTUBHOCTH HATPHUS OJIM30K K MaKCHUMaJlb-
HOMY 3HAUEHMIO YX€ B HACBIIIEHHOM pacTBOpE, YTO
MPOSIBJISICTCS B MPSIMO IPOMNOPIIMOHAIBHOM 3aBUCH-
MOCTH aKTUBHOCTH HATpPHs OT €TI0 MOJBHOH IOJIH B
pacruiae Na—NaCl. B ucnosib3yeMoM 3JIeKTPOIUTE
npu moabHoI gone NaCl, paBHoii 0,37, Bce mpuBeaAcH-
HEIC 3HAYCHMWSI aKTUBHOCTHU YMeHbIIaoTcs B 0,37 pas.

OmHOBpEeMEHHO OHM BO3pacTaloT M3-3a OOJIbIIeH
BEJIMYMHBI HOHHBIX MOMEHTOB KatroHoB Ca’™ i Ba?"
0 CpaBHEHMIO ¢ KaTuoHoM Na®.

MukpodoTorpaduu MOponIKoB TUTaAHA O YJIbTpa-
3BYKOBOTO U3MeEJbYeHHUSI, MOJYYEHHBIX U3 00beMa
9JICKTPOJIUTA W U3 NMIPUAHOTHOTO CJIOSI, IPUBEICHBI
Ha puc. 6. BUgHO, 4TO MeJIKOIUCIIEpCHbBIE 3epHa Me-
TaJIIMYECKOro TUTaHA HaXOASITCS B BUJIE JIMHEHHBIX
1 OOBEMHBIX CPOCTKOB, KOTOpPBIE H3MEJIbUYAIOTCS
MMpU yJIbTPa3BYKOBOM BO3AeHCTBUU. B mpuaHom-
HOM CJIO€ KpMCTaJIJIbl TUTaHa MeJbue, a CPOCTKU
KpyIHee.

Bce aHanu3bl B HacTosIIeH paboTe BHITIOJHEHBI B
cepTUGULIMPOBAHHBIX J1aOOPATOPHUSAX OpraHU3aLMIA,
paboTaIOMINX C TUTAHOM U €T0 IMMOPOIIKAMHU, YTO CBH-
JIETeJIbCTBYET 00 UX OOBEKTUBHOCTHU.

Tabnuua 4. Pe3ynbTaThl pacyeTa akTMBHOCTM HaTpus B pacnnaee NaCl

Table 4. Calculation data for sodium activity in NaCl melt

T, K N, mon.nons IgN 12YNa YNa Igan, ang
1173 0,059 —1,23 1,194 15,6 —0,04 0,92
1173 0,0406 —1,39 1,31 20,4 —0,08 0,83
1173 0,0021 —2,68 1,627 42,4 —1,053 0,084
1173 0,0005 -3,30 1,643 44,0 —1,657 0,022
883 0,0013 —2,90 2,44 275,0 —0,46 0,347
883 0,0005 -3,30 2,459 287.9 —0,84 0,144
883 0,0001 —4,00 2,458 287,4 —1,54 0,029

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N2 1

11



W3Bectus By3oB. [lopolukoBas MeTansyprns v QyHKUNOHaIbHbIE MoKpbiTg - 2022 « T. 16 - N2 1

Puc. 6. Mukpodororpaduu THTAHOBOrO MOPOILIKA
13 00beMa BJIEKTPOJINTA (@) U U3 TIPUAHOJHOTO CJI0s (6)

Fig. 6. Micrographs of titanium powder from electrolyte
volume (@) and from anode layer ()

CornacHo rpaHyJioMeTpuYecKoMy aHanu3y (puc. 7)
(UBTD ¥pO PAH, r. Exatepuno6ypr), 95 % nonydeH-
HOTO ITOPOIITIKa TUTaHa HaXOAUTCs B 00beMe paciliaBa
B BUJIE CPOCTKOB, JIETKO U3MEJIbUaeMbIX Ha OTACIbHbIC

MHTEeHCUBHOCTB, YCII. €I

KomuuectBo wactuir, %

1 10 1000 3000

100
Pasmep uactun, Mkm

Puc. 7. 'panynoMeTpuyecknii aHanus
TUTAHOBOTO MOPOIIIKa

1 — nocJie yIbTPa3ByKOBOTO U3METbYCHHUS

2 — 110 yABTPa3BYKOBOTO U3METBUCHUSI

Fig. 7. Grain size analysis of titanium powder

1 — after ultrasonic milling; 2 — before ultrasonic milling

kpucrtajibl. bonee 80 % aTuUX KpUCTaII0B OTHOCAT-
cg K quama3oHy 10—100 MKM co cpeIHUM pa3MepoM
36 MKM, 4TO COOTBETCTBYET TPEOOBAHUSAM K KPYITHO-
CTU MOPOILIKOB A5 aAAUTUBHBIX TEXHOJIOTUIA.

PenrrenodaszoBrrit ananus (puc. 8) (Kadempa Tep-
Moo0paboTku u Gusuku MetauioB Yp®dDY) nokaszain,
YTO IOJIYYEHHBIM MOPOILIOK SIBJISIETCS INMPaKTUYECKHU
YUCTBIM O-THUTaHOM (93,06 %) ¢ rasoHaCHIIIEHHBIM
KHCIIOpoaoM o-TuTaHoM (5,45 %), KOTOPBIi SABISIETCS
MOrPaHUYHBIM CJIOEM, coaepXalmiuM (asbl, OJU3KUE
K Ti,O (0,91 %) u TiO (0,59 %). Pacuer mokassiBaer,
YTO B YKa3aHHBIX KOJIMUYECTBAX 3TUX (a3 HaXOMUTCS
0,278 % xucaopona.

BbInoiHeHHBII TOMOJTHUTEbHBINA aHAIU3 HA CYM-
MapHoe coaepxaHue kuciaopona (MBTD YpO PAH)
noka3za (puc. 9, a), 4To 3HaYMTENbHASI YaCTh KUCJIO-

26
] A a-Ti (93,06 %)
241 & TiO (0,59 %)
204 = Ti,0 (0,91 %)
16: o o-Ti" (5,45 %)
12
8_
AL |
o . . -
_4 i A A _AA
78: OAII%AO m © " QlA O wmw ot nedy =¥n
T T T T T T T T T T
35 45 55 65 75 20, Tpan

Puc. 8. PeHtreHodha3oBblii aHa U3 TUTAHOBOTO MOPOIIIKA

Fig. 8. X-ray phase analysis of titanium powder
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HTEHCUBHOCTB, yCII. €.
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a 0,786 +0,0431 mac.%
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100 4 n=3;RSD =549 %
=N
—&- O6p. [
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A
0
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WHTEHCUBHOCTB, YCII. €I
] =

0,165 + 0,000561 mac.%
Pas6poc: *+1c (%)
n=3;RSD=0,339 %

304

204
—& O0p. /
-0-006p. 2

10+ -A-06p. 3
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0,165 +0,000561 mac.%
Pas6poc: + 1o (%)
n=3;RSD=0,339 %

+2c

0,166579»
+lo 0,166018»
CpejiHee 3HauUeHUE

-lo 0,164896»

-2c 0,164336»

Puc. 9. Conepxxanue kuciaopona (a) u Bogoposa (6) B 06pasiiax Mojy4yeHHOro Mopolika TuTaHa
RSD — oTHocuTeNbHOE YCIIOBHOE OTKJIOHEHUE; 1 — KOJTMIECTBO 00Pa3IoB

Fig. 9. Oxygen (a) and hydrogen (6) content in samples of titanium powder obtained

RSD - relative standard deviation; n — quantity of samples

Tabnuua 5. PacyeT copaepxaHus kucnopoga, at.%, B o.-TUTaHe, HACbiLEHHOM KUCJIOPOAOM
Table 5. Calculation of oxygen content, at.%, in oxygenated o-titanium

IMpenenst CpenHee WHutepBan ConepxxaHue KUcjopoaa
. ConepxaHue
O6acTh conepXaHust 3HAYCHUNE KOHIIEHTPAITA CITODONA B (hazax, MpuJIeraroImx
KHcIopoaa KHcopoaa KHCIIOpoa e K METAITINIECKOMY TUTAHY
1 0—0,345 0,1725 0,345 0,0595
11 0,345—0,375 0,3600 0,030 0,0108 0,125
17 0,375-0,500 0,4375 0,125 0,0547

pona cocpenoTouyeHa Ha ITOBEPXHOCTHU U B IPUTPaHN Y-
HBIX 30HaX TUTaHa ¢ yKazaHHbIMU okcugamu (TiO u
Ti,O). Ang oueHKU COmepXaHUSI KUCIOpoaa B 3TUX
30HaX BOCHOJb30BAJIMCh AHATPAMMOI COCTOSTHUS
cucteMbl Ti—O (puc. 10).

st pacueToB HEOOXOMUMBI COAEpKAHUSI KUCIIO-
poza B dasax o, Y u Ti,O,_,, KoTOopble mpu ¢ = 610 °C
paBHBHI, aT.%: 0,345, 0,375 1 0,50.

HakonneHnue Kkuciopoga mpoucxoauT B Tpex obia-
crsix: [ — o-TiOgy, [l — o+, I — ¥-Ti, Oy,

HcxonHble naHHBIE U pe3yJIbTaThl PACUETOB IMPUBE-
JeHbI B Ta0JI. 5.

ConepxaHue KMCIOpOa B METAJJIMYECKOM TUTaHE
(B a1.%) menunu Ha 100 ¥ mojay4aau aTOMHYIO J0OJIIO
kucyopona (0,00125); yMHOXeHHEM ee Ha aTOMHYIO

Maccy kuciopozaa (16) onpeaensyii MacCOBYIO JIOJIIO
kuciaopona (0,02), KoTopyio OeJIUIU HA CYMMY MOJY-
YEeHHOU BEJIMUYMHEI ¢ MaccoBoM mojeit TutaHa (0,02 +
+ 0,985-47,9 = 47,20); 0,02/47,20 = 0,000424, unm
0,0424 mac.%.

ConepxaHue kuciopoga B 93,06 % o-TutaHa co-
craBiisieT, Mac.%:

0,786 — 0,278 — 0,0424 = 0,46 %, 6)

roe 0,786 £0,0431 mac.% — comepXaHue KHUCIOPO-
JIa 1o JaHHBIM aHanm3a; 0,278 mac.% — comepxxaHue
kuciopozaa B okeugax TiO u Ti,O, cornacHo peHTre-
HodazoBomy aHanusy; 0,0424 mac.% — comepxaHue
KucIoponaa B (hazax, mpuJieralommx K yKa3aHHbBIM OK-
cuaaM.
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Puc. 10. Juarpamma coctosiHus cuctembl Ti—O [18]

Fig. 10. Ti—O system constitutional diagram [18]

IMonyueHHast BenuumHa OJiM3Ka K TpeOOBAHUSIM
TV 14-22-57-92 «ITopomiok TutTaHOBBI. TexHUUeCK1e
ycnosust» (0,30 %).

BoinoJIHEHHBIN  JTOMOAHUTENbHBIN aHaJM3 Ha
colepXXaHWEe BOIOPOAA B IIOJYYECHHBIX ITOPOIIKAX
(UBTD ¥YpO PAH) noka3zan (puc. 9, 6), uto ero coaep-
xaHue coctapiset 0,165 = 0,001 %, uyTo rapaHTUpPO-
BaHHO YIOBJIETBOPSACT TPeOOBAHMSIM BBIIIICYKa3aHHO-
roTY (0,35 %).

OcHoBHasl MeTajidyeckasi IpUMech B IOJyYeH-
HOM TIOPOIITKEe — KeJIe30, CoIepKaHNe KOTOPOTO CHU-
xeHo ¢ 0,25 % (I'OCT 19807-91) B crimaBe BT1-0 mo
0,035, 0,039 n 0,040 % B Tpex aHaIU3aX MOJYYEHHOTO
MOPOIIIKa, YTO COBIIAACT C TPEOOBAaHMEM YKAa3aHHOTO
Boilie TY. AHa/u3 BBINIOJIHEH Ha Kadeape MeTaanyp-
TMU LUBETHBIX MeTaJuioB Yp®DY ¢ momoIipio 3Hepro-
IUCIIEPCUOHHOIO PEHTTeHOMIYOPECIEHTHOIO CIEeK-
tpoMmeTpa Shimadzu EDX-7000 (Arionus).

Takum o6paszom, ucciaeayeMblii Tpouecc obJa-
JaeT JOCTATOYHO BBICOKOM M30MpPaTENbHOCTBIO Iazke

npu Beicokux (0,5—0,76 A/CMz) AHOJHBIX TJIOTHO-
cTsix TokKa. [losiBneHue okcuaHbIX (ha3 MbI CBSI3bIBAEM
C UCTMOJb30BaHUEM B cocTaBe ayieKTponuTa 47 Mon.%
CaCl,, KOTOpBIi JIETKO TMAPOIN3YETCSA U KAPOOHU3U-
pyeTcsi, TO3TOMY OT €r0 UCIOJIb30BaHUSI CIENYeT OT-
Ka3aTbCes.

3aknyeHume

I'maBHOM 1IEeNBI0 U TEOPETUYECKON 3HAUMMOCTBIO
NaHHOM paboThl SBISETCS HaydyHOe OOOCHOBaHME
BO3MOXHOCTH peajiM3alliyd Pa3BUBAEMOIO aBTOpaMu
nmpolrecca 00beMHOI0 MHTEHCUBHOTO 3JIEKTPOXUMMU-
YeCKOro crnocoba mojiydeHusl TOHKOAMCIEPCHBIX T0-
pOIIKOB TUTaHa Ajs 3D-TexHoaoruii. YHUKaAbHOCTh
Mpollecca 3aKJIJacTcsd B TOM, YTO OH peajin3yeTcs B
OTCYTCTBME PACTBOPEHHOI'O HATPUSI U XJIOPUIOB TUTA-
Ha B UCXOJHOM M KOHEYHOM 3JIEKTPOJUTAX IIPHU CTY-
MeHYaTOM TOBBIIIEHWN TOKA 3JIEKTPOJIM3a W ITOTEH-
LIMOMETPUYECKOM KOHTPOJIE Ipoliecca.

Jns pelieHust 3TOM 3amadyM IIpeAsioXeHa U pea-
JIN30BaHa Ha IIPaKTHMKE OpPWUTHHAJIbHAas METOIUKa
KOHTPOJISI U yIIpaBJIeHUsI pa3pabaTbiBaeMbIM IIPOLIEC-
coM mo m3MepeHusM RedOx-moreHlnana CUCTEMBI
Ti**/Ti?* B npuanonHoM ciioe. B pesyibrate pacKpbi-
Thl MEXaHU3MBI peain3alliy IIpoliecca Ha HauyaJIbHOM,
OCHOBHOI1 ¥ 3aKJIIOUMTEIbHOM CTaIUsIX 3JIeKTPOJIMN3A.

BrIsIBIICHO OllepaTUBHOE B3aMMHOE BIMSHUE IIPO-
LIECCOB, MPOUCXOAAIINX Ha 3JIeKTpoaax. M3ameHeHus
BO BpeMEeHM MeXaHM3Ma aHOAHOro Ipolecca, Habi0-
JalolIrecsd Ha 3aBUCMMOCTH TOTEHIIMAajda aHOoIa OT
BPEMEHHM, PAKTUYCCKU OJHOBPEMEHHO OTPaXaloTCs
Ha MOA00HBIX 3aBUCUMOCTSX IJIsI IOTeHI[Majla KaToaa
U BeJIM4nHbI obpaTHoit DIC.

AnpoOMpoBaH METOI OLIEHKM BBIXOJA IO TOKY IO
BEJIMYMHE CpelHeil BaJIeHTHOCTM HMOHOB THUTaHa B
MIPUAaHOTHOM CJIOE.

IIpakTuueckass HpUBAEKATEJIbHOCTh pa3padaThi-
BaeMOro IIpoliecca 3aKJ/II04aeTcss B TOM, YTO OH MC-
KJIIOYaeT CJIOXHBIE ONepaliy IO IPUTOTOBJICHHIO,
XpaHEHWIO U UCIIOJIb30BAaHUIO COJIC TMTaHa, 00Jer-
YyaeT OTMBIBKY ITIOPOILIKOB OT COJIEH 1 BO3BpallleHUe UX
TSI MHOTOKPATHOTO MCIIOJIb30BAHM .

CorjlacHO rpaHyJOMETPUYECKOMY aHaJIu3y, 76 %
nopoika HaxoguTcd B nuama3oHe 10—100 MM co
CpeIHUM pa3MepoM 36 MKM, 4YTO COOTBETCTBYET Tpe-
0OBaHUSIM K KPYITHOCTH ITOPOLIKOB JJIs1 a1 TUTHUBHBIX
texHosoruii. Ilocie mpoBegeHUst KiaaccupuKaluu
u chepouauzauuu [19—24] oH MOXET MCMOJb30-
BaThcs 1)1 3D-mevyaTu B Ka4eCTBE UCXOIHOTO MaTe-
puana.
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PenTtreHoda3oBblii aHaaM3 Mokasalj, YTO MOJY-
YEHHBII MOPOIIOK SIBJISIETCSI MPAKTUYECKU YUCTHIM
o-TuTaHoM (93,06 %) u ra3oHaCBIIIEHHBIM KUCIOPO-
oM o-TuTaHoM (5,45 %), KOTOPBIi SIBJISIETCS TTOrpa-
HUYHBIM clioeM ¢ ha3zamu, 61uzkumu K Ti,O (0,91 %)
u TiO (0,59 %). CornacHo pacdyeTy, B yKa3aHHBIX
Konu4vecTBax 3Tux ¢a3 Haxomutcsa 0,278 % xkwucio-
poxa.

BeImoTHEHHBIN pacyeT MO AuarpaMme COCTOSI-
Hug cuctembl Ti—O mokaszali, 4To MpU TeMIepaTrype
ombiTa 610 °C B OKCHIHBIX CJIOSIX, KOHTAKTUPYIOLINX C
yKa3aHHBIMU okcugamu, Haxogutces 0,0424 % xucio-
pona. ITomaBnsiomas 9acthk Kuciopona (0,32 %) npu-
XOAUTCS Ha OKCUAHBIE (pa3bl U MPUMbIKAIOLIKE K HUM
obmactu. M3 cymmapusix 0,786 £ 0,043 % (coriacHo
JOMOJIHUTEIBHOMY aHaiu3y) Toiabko 0,46 % xucio-
pona npuxoautcs Ha 93,06 % o-TUTaHa, YTO GIM3KO
K TpeboBanusaM TV (0,30 %). [TosiBIeHUEe OKCHIHBIX
a3 o0BsACHSIETCS MCMOJb30BAaHMEM B COCTaBE 3JIEK-
tponuta 47 mon.% CaCl,, KOTOpPBIi JIETKO TUAPOIU3Y-
eTcs U KapOOHU3UPYETCsI, [I03TOMY OT €r0 MCII0JIb30-
BaHUS CJIEAYET OTKa3aThCsl.

JlonoJIHUTEIbHbIE aHAaJIMU3bl Ha COIEpXaHUS BO-
nopozna (0,165 %) u OCHOBHOI MeTajlJIMYeCKOM Ipu-
mecu — xene3a (0,035—0,040 %) nokasanu, 4TO OHU
COOTBETCTBYIOT TpeboBaHuAM TY 14-22-57-92 u cBu-
JETEIbCTBYIOT O JOCTATOYHOI U301 PaTEIbHOCTH IIPO-
ecca.
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UccnepnoBaHmne CTPYKTYpbl METaNIM4yecKoro
KOMMO3MLMOHHOr0o MaTepuana cuctembol Al—Si—Mg—SiC,
NOJIY4€HHOr0 C MCNOJIb30BAaHMEM METOAA MEXaHU4YECKOro JIerMpoBaHuns

©2022r. A.A. WaeHes, C.B. Hepyw, E.W1. Kyp6aTtkuna, [1.B. Koconanos, .H. MeaBepnes

Bcepoccuiicknili Hay4HO-MCCNe0BaTeNbCKMA UHCTUTYT aBMaLMOHHLIX MaTepuanos (BUAM)
HaumonansHOro nccnefoBatensckoro LeHTpa «KypyaTtoBCkui MHCTUTYT», . Mocksa, Poccus

Crarbs noctynuna B pegakumo 10.12.21 r., nopabotana 21.12.21 r., nognucana B neyats 22.12.21 r.

AHHOTauumsa: lpoBeaeHoO uccnenoBaHne rpaHys aTloMUHUEBOrO KOMMO3ULIMOHHOINO Matepuana, nojly4eHHOro MeToAoM Mexa-
HMYECKOro NerMpoBaHnsa UCXOAHbIX MOPOLLKOB cnniasa Mapku BAC1 1 kapbuaa kpemHus. YCTaHOBNEHO, YTO MO Mepe yBennyeHms
BPEMEHN MEXAHUYECKOrO NErMPOBaHNS N3MEHSIOTCH MOPONOrus 1 CpeaHuin paamep KOMMNO3ULMOHHbLIX rpaHyn. MNMpoucxoasaTt
npouecchl nnacTnieckomn gedpopmMaumnm antoMMHUEBO MaTPULLbl, BHEOPEHWS B HEE YaCTUL, Kapbumaa KpEMHUS, «X0JI0QHO CBapKn»
arnomeparoB Mexay coboii U pocTa cpefHero pasmepa rpaHyn go 550 mkm npu o6paboTke B TedeHue 40 4. NMocne 6onee gnutens-
HOro MexaHun4eckoro siernpoBanms (60 4) CTPYKTYpa KOMMO3ULMOHHbIX FPaHy/1 CTAaHOBUTCS O4HOPOAHOM, CPEeAHNI pa3Mep HacTu,
coctaBnsgeT ~ 150 MKM 1 NPakTUY4ECKN HE NBMEHSETCS C NOBbILLEHMEM BPEMEHUN TEXHOIOMMYEeCKoro npouecca. PeHTreHoBCKui
aHanns rnokasan n3MeHeHne He TOJIbKO MOPGONOrMmn KOMMO3ULMOHHBIX FPAHYJS, HO U UX BHYTPEHHEN CTPYKTYPbl: YMEHbLLATCA
061acT KOrepeHTHOro pacCcessHNs, U3MEHSETCH Nepuoa PeLLleTKn altloMUHMEBOrO0 MaTPUYHOMO crjlaBa, pacTyT Mukpoaedopma-
UMM 1 Konu4ecTBo aedekToB ynakoeku. [ns 6onee nogpobHOr0 n3y4yeHmnss MUKPOCTPYKTYPbl MaTepuana Obiiv NpoBeaeHbl nc-
cnefoBaHus C UCMONb30BaHMEM METO4a NPOCBeYMBaloLLell 3/IeKTPOHHOM MUKPOCKONUN. VX pe3ynbTaTbl NOATBEPAUIN, YTO MaTe-
pvan obnagaeT 04HOPOAHOM yNbTPaMeIKO3epPHUCTON CTPYKTYpOii Pasamep 3epeH TBEPAOro pacTBOpa aloMUHUS He NpeBbIaeT
160 HM. MNOTHOCTbL AMCNOKALMIA B KOMNO3ULMOHHOM MaTepuane OCTaTo4HO BbicOokad. B cTpykType HabnogaTca HaHopa3mMep-
Hble NJIacTUHYaTbIe YacTULbl Sin kapbua KpeMHUs, KOTOPbI MPUCYTCTBYET B MaTepuasne B BUae pacrnpeneneHHbIX KPYnHbIX HacTuL,
0CKOJIOHYHOM dopMbl. Anddy3noHHO 30HbI Mexay YacTuuamMmm SiC 1 OCHOBHBIM MaTepmnasioM He 0OHapPYXeHO.
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Structural and morphological study of the AI-Si—Mg—SiC composite material
produced by mechanical alloying
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Abstract: The research focuses on aluminum composite granules obtained by the mechanical alloying of VAS1 aluminum alloy
and silicon carbide initial powders. It was found that the morphology and average size of composite granules change as the time
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of mechanical alloying increases. There are the processes of aluminum matrix plastic deformation and the introduction of silicon
carbide particles into the matrix, «cold welding» of agglomerates to each other and the growth of an average granule size up to
550 um that occur for 40 hours of processing. After longer mechanical alloying (60 h), the structure of composite granules becomes
uniform, and the average particle size reaches ~150 um remaining virtually unchanged as the process time increases. X-ray ana-
lysis showed that there is a change not only in the morphology of composite granules, but also in their internal structure: coherent
scattering regions decrease, the lattice constant of the aluminum matrix alloy changes, microdeformations and stacking faults in-
crease. Transmission electron microscopy studies were conducted in order to study the material microstructure more deeply. Their
results proved that the material has a uniform ultra-fine grain structure. The solid solution of aluminum has a maximum grain size of
160 nm. Dislocation density in the composite is rather high. The structure features nanosized plate-like Si particles and silicon car-
bide existing in the material as distributed splintery coarse particles. No diffusion zone between SiC particles and the base material

was found.

Keywords: mechanical alloying, granules, composite material, structure, aluminum matrix, silicon carbide.
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BeeneHue

Martepuanabl Ha OCHOBE aJIOMWUHUS C YJAyYIlE€H-
HBIMU ME€XaHWYECKUMU U (PU3NUECKUMU XapaKTepu-
CTMKaMU NEPCNEKTUBHBI IJII TPUMEHEHU I BO MHOTUX
OTpaciisiX TMPOMBILIJIEHHOCTHU, TA€ MNPEAbIBISIOTCS
BBICOKME TpeOOBaHMSI K MaccorabapuTHBIM Iapame-
TpaM JAeTajeil, — HalpuMep, B aBUALIMOHHOM U KOC-
MUYeCcKoit oTpacysix. OTHUM 13 HOBBIX HAIIPABJICHU I
B MPOU3BOJCTBE MAaTEpPHUAIOB Ha OCHOBE aJTIOMWHUS
SBJISETCS pa3padoTKa KOMIIO3UMIIMOHHBIX MaTepu-
anoB (KM) ¢ amtoMuHMEBOl MaTpHUIlel, ITOCKOJIBKY
MeXaHUYeCKHe XapaKTePUCTUKU TPaauILIMOHHBIX Ma-
POYHBIX CIJIABOB MOT'YT OBITh YJIyYIIEHbI TyTEM BBeE-
NEeHUS KEPAMUUYECKOr0 apMUPYIOLIEr0 KOMIOHEHTA.
W3BectHO, yTo KM Ha OCHOBe aJllOMUHUS 00J1aaaloT
YHUKaJbHBIMM CBOMCTBAMM. MaJblii YACJIbHBIA BEC,
BbICOKME MeXaHuuyeckasi MPOYHOCTb, XECTKOCTb, Te-
MJOMPOBOIHOCTh U 3JEKTPOIPOBOIHOCTb, a TaKXke
Xopolass U3HOCOCTOMKOCTbD [1—5].

Hns nmonmyyeHust metannumdyeckux KM oObidyHO
MPUMEHSIIOTCSI TaKUMe METOMAbI, KaK JUThe, MPOMUT-
Ka ToA [JaBJIEHUMEM M MEXaHUYECKOE JIETMPOBaHUE
[6—8]. B HEKOTOPBIX CIIydasx MeXaHUUYECKOE JIETH-

poBanue (MJI) ssBisteTcst OoJiee MPEeaIOITUTEIBHBIM
TEXHOJIOTUYECKUM TPOLIECCOM, KOTOPBI HE TOJBKO
MPenOTBpallaeT B3aMMOJEHCTBUE HA TPaHULE pa3sie-
Jla MaTpHUIla/HAIIOJIHUTENb W AeTpaJgalliio apMUPYyIO-
IIEero KOMIIOHEHTa, YTO YaCTO MOXHO Ha0I0aaTh MpU
HCIOIb30BaHUM XUAKODA3ZHBIX METOIOB, HO U 00e-
cIieumBaeT 0ojice paBHOMEPHOE pacIIpeiesieHNe Kepa-
MMYECKOM COCTaBJIAIOIIEH B aTIOMUHUEBOI MaTpHUIIE.
HepaBHoMepHOe pacrpenesieHrue apMUPYIOLIEro KOM-
TMOHEHTA B CIy4yae IIPUMEHECHUS JTUTCHHBIX TEXHOJIO-
Il OOBIYHO OOYCJIOBJIEHO IJIOXOH CMayMBaeMOCTHIO
KepaMUYECKUX YaCTUI[ M PA3HOCTBHIO B MJOTHOCTSIX
MeXIy MaTpHIIe U HammoJTHUTeAeM. TaKuM o6pa3om,
npouecc MJI MoxeT ObITh UCHOJIB30BaH MPU MOTyYE-
HUU TOMOT€HHBIX KOMIIO3UIIMOHHBIX MaTepuajioB C
BBICOKOIMCITEPCHOM CTPpYyKTypoii [9—12].

IIpoiecc MexaHMYECKOro JIETUPOBAHUS MOXHO
OImucaTh TpeMsl OCHOBHBIMU ctagusamu [13]. Ha nep-
BOU mponcxoaut nedopManst UICXOIHBIX MOPOIIKOB,
COIMpPOBOXAaloIAasicsd pa3pylleHueM OoJiee XpymnKoun
KEPAaMMUUYECKON COCTABJSIONIECH U IJIACTUYECKOU He-
dopmanmeit MaTpYHOTO CILIaBa. Ha BTOpOil cTannu
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npeobaaaatoT MPoLEecChl IIaCTUYECKON neopMaiuu
U XOJOAHON CBapKU, KOTOPhIE MPUBOAST K 00pa3oBa-
HUIO0 KOMIIO3UIIMOHHON TPaHYJIBl 3a CYeT BHEAPCHUS
KepaMMYEeCKOro apMHUPYIOIIEro KOMIIOHEHTa B ajlio-
MUHHMEBYI0O MaTpully. TpeTbs cTamusl XapaKTepusy-
eTCsI HarapTOBKO¥ KOMIIO3MIIMOHHOM TpaHYJIBl U ee
pa3pylIeHueM, NpuYeM OTMedaeTcs OajlaHC MeXay
arJioMepanmeil rpaHyJ (XOJOQHOM CBapKoOii) U 4acTO-
TOU X pa3pylIeHUS, IIpH KOTOPOM AaJIbHeiIee Bpe-
Ms 00paOOTKM HE OKaXeT CYyIIEeCTBEHHOTO BAMSHUS
Ha pa3mep, GopMy U Mopdostoruio yactui [14—16].

Ha npouecc nonyyenusi KM BIUSIOT HE TOJIBKO
TEXHOJIOTUYECKHE OCOOEHHOCTM CcaMOro Iipoliecca
MUJI, HO u BBIOOP apMUpYIOIIEro KoMmnoHeHra. Hau-
boyiee pacHpOCTpPaHEHHBIM KepaMHYCCKMM HAIIOJI-
HUTEJIEM JUIST aJIOMAHUEBONH MAaTpUIIbl SIBJISIETCS
KapOua KpeMHUs, KOTOpbIii 00JamaeT TaAKUMU MPU-
BJIEKATEJIbHBIMM XapaKTEPUCTUKAMHU, KaK CTOMKOCTh
K OKMCJICHMIO U OTHOCHUTEJIbHASI XMMUYEeCKasi CTOM-
KocTh. TakuM 00pa3oM, M3yYeHHUE IBOJIOLUU CTPYK-
TYPHl aJJIOMUHUEBOT0 KOMIO3UIIMOHHOTO MaTepuaia
B 3aBMCUMOCTHU OT DPa3IMYHBIX (HAKTOPOB TEXHOJIO-
THYECKOTO Ipollecca — KpaiiHe akTyaJibHas 3ajada
[17—22].

B naHHoli paboTe n3y4eH Mpolecc MEXaHNYeCKOro
JIETUPOBAaHMS IMOPOIIKOBOI CMECH U3 aJIIOMUHUEBOTO
criaBa Mapku BACI 1 apMupyoiero KOMImoHeHTa —
Kapbuma KpeMHus. McciienoBaHbl MUKPOCTPYKTYpa 1
MOP®OJIOTU ST KOMITO3UIITMOHHBIX T'PaHyJ B 3aBUCUMO-
cTu oT BpemMeHu MJI. YcTaHOBJIEHO BpeMsl TEXHOJIO-
TUYECKOTO Ipollecca, HeoOXoaAuMoe s MOJYyYEeHUS
pPaBHOMEPHOI CTPYKTYPHI MaTepHalia.

MeToauka uccnepoBaHui

B xagyecTBe MCXOOHBIX MaTepuajioB B paboTe HC-
MOJIb30BaU chepruYeCKUil MOPOIIOK aTIOMUHUEBOTO
cruiaBa mapku BAC1 (xuMuuyeckuii coctaB MpuBeaeH
B TabJIM1IE) C pa3MepPOM JaCTHUI] 5—45 MKM U ITOPOIITOK
Kap6uga kpeMHus Mapku 63C ¢ yacTuiaMu 5—7 MKM.

Xumunueckuii coctae cnnasa BAC1, mac.%
Chemical composition of VAS1 alloy, wt.%

MexaHnveckoe JIerMpoBaHKWe TTPOBOAMIN B BHOpally-
oHHoit MenbHULIEe MB-0,005 (KoHcuTt-A, r. MockBa) B
atrMocdepe aproHa. OTHOIIEHNE MacChl MaTepraja K
Macce MeJTIOMMUX Ted (CTaJlbHBIX IIapOB) COCTABIISIIO
1:15. HaBecku 13 yKa3aHHBIX IOPOIIKOB IMepes 3a-
TpYy3KOH B IIJIaHETAPHYIO MEJILHUILY IIepEeMEIIBaIN B
V-o6pasznom cmecutesre C2K16 (OO0 «TexHO-TIEHTP»,
r. PpIOMHCK) 1711 MoOJlydeHUs] OZHOPOMHOU cMmecHu.
Maccy MCXOOHBIX KOMIIOHEHTOB, 3arpyKaemMylo IJIs
00pabOTKHM, BHIOMpPAIN MCXOISI U3 CONEepXKaHUS Kap-
Ouma KpeMHHUSI B KOMIIO3UIIMOHHOM MaTrepuaje —
15 06.%. Bpemst MJI OpOILKOBBIX CMECEI COCTABIISLIO
110 90 4.

HccrnenoBanne MUKPOCTPYKTYPhI 0Opa3lioB MPOBO-
WU Ha MeTajjorpadguieckoM Mukpockorne DMiSA
(Leica, Anonus) npu ysennyeHuax ot 100* go 1000%.
CheMKy U300pakeHU I BeJr MPU TTOMOIIU LIUPPOBOi
KaMephl ¢ paspemieHueM 4,2 M. CpegHuii pasmep
KOMITO3UIIMOHHBIX TPAHYJT W3MEPSJIM C TIOMOIIBIO
aHanuzaropa SALD-7500 (Shimadzu, SInoHwus), ans
MONyYEeHU I KaxXA0T0 3HaYeHUsT oToupanoch 10 mpoo.
Pentrenodas3oBbiii aHaIM3 MPOBEACH Ha PEHTIEHOB-
ckoM audpaktomerpe «Empyrean» (PANalytical, Be-
JnuKoOpuTaHusl) B MoHoxpoMmatuueckoM CukK,-usiy-
yeHUU B reomeTpuun bperra—bpenTano. s pacmud-
POBKHU JIMMpaKTOrpaMM MCIIOJIb30BaJM CIEIMAINU3M-
poBaHHYI0 nporpammy «HighScore» u cTpyKTypHYIO
6a3y nanHbix PDF-2 (2014). PeHTT€HOBCKYIO ChEMKY
BBITOJHSIIM B 11arna3oHe yrioB 20 = 10+140°. TTo naH-
HBIM IMDPaKTOTpaMM pacCUYMTAHBI IIEPUOIBI PEIIeTOK
U pa3Mep objacteli KorepeHTHoro paccesHus (OKP).
O0paboTKy audpakTorpaMM OCYIIECTBASIJIM METO-
IIOM TIOJTHOTIPpOGUIBHOTO aHaJm3a 1o MeTomy Put-
Beabaa [23].

Takke KOMIO3UIIMOHHBIM MaTepuas IOocjie Me-
XaHUYECKOTO JIETUPOBAHUS ITPOMOJIKUTEIBHOCTHIO
90 4 OBLT M3y4YeH METOIOM IMPOCBEUYMBAIOIIEH 2JIeK-
TpoHHOI MuKpockonuu (IT9M) Ha oGopymoBaHUU
G2 F20 S-TWIN (Tecnai, CIIIA) ¢ TepMOIIOJIEBBIM Ka-
tomoMm Ttuna Iortku. IlogroroBky obpasiia BBINOJ-

OCHOBHBIE KOMITOHEHTBI

[Tpumecu, He Gosee

IIpoune
Al Si Mg Cu Zr Ce Fe Ni -
KaXKIoi cyMMa
OcnoBa  8,5-11,5 0,35-0,90 0,4-1,0 0,15-0,35  0,10-0,35 0,20 0,05 0,05 0,10
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HSUJTH CJIeAYIONIMM 00pa3oM: MEXaHUYEeCKOe yTOHEH e
arjaomMepara, 3JEKTPOIPO3MOHHAsI pe3Ka, YTOHEHUE
Ha SiC-0yMare 1o TOIImUHB 150 MKM, HOHHAS TTOJIH-
pOBKa B cpelie aproHa IPpH YCKOPSTIOIIEM HaIlPSIKEHU T
4 kB (129) u 1,5 kB (3 4) 10 o6pa3oBaHUS OTBEPCTUS
B oOpasie. MccnenoBanne IIpOBOIMIIN IIPU YCKOPSIO-
meM HanpsikeHuu 200 kB B ckaHupyoieM U o0bIy-
HOM pexumax. Unentudpuxkauuio a3 ocyuiecTBIs-
JIM TI0 KOJIBLIEBBIM 3JIEKTPOHOTPAMMAaM ITPU ITOMOIIH

nporpamMmbl «Electronogrammy». Ilepuon Kpucraaiu-
YEeCKOU peleTk TBEPIOro pacTBOpa OMpPenessiaiu Mo
Dypbe-n300paxkeHUsIM OT M300pakeHUH BBICOKOTO
paspeuieHus.

Pe3ynbrathl U UX 06CyXaeHune

Ha puc. 1 mokazaHa MUKpPOCTPYKTypa KOMIIO-
3UIMOHHBIX TPaHYJ IOCJe MEXaHHMYECKOTO JIETHPO-

Puc. 1. MUKpoCTpyKTypa KOMIO3UIIMOHHBIX TPAHYJI ITOCJIE MEXaHWYECKOTO JIETHPOBAHU S

BTeueHue 10 4 (a, 6), 404 (6,2) 190y (0, e)

Fig. 1. Microstructure of composite granules after mechanical alloying for 10 h (a, 6), 40 h (6, ¢) and 90 h (9, e)
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BaHus B TedeHue 10, 40 u 90 4. 'paHyIBI COCTOST U3
CBETJION aJIIOMUHUEBOI MaTPUIIBI M TEMHBIX BKpaILjie-
HUI — 9acTuIl Kapouaa KpeMHUsI. BumHo, 94To mocie
10 ¥ MexaHU4Yeckoil 00pabOTKM CTPyKTypa TpaHyJ
BBITJISIIUT HEOMHOPOIHOM, MPUCYTCTBYIOT 00JIaCTH,
obenHeHHble KapOuaoM KpeMHMs. Takxke B cMecu
MPUCYTCTBYIOT cheprIecKe JacTUIBl aJTlOMUHUS,
KOTOpBIE HE IMOABEPIIUCh MEXaHUYECKOM aedopma-
U — 3TO TOBOPUT O TOM, YTO BPEMEHM MeXaHUIE-
cKoro jerupoBaHus 10 4 HeIOCTaTOUHO JJIsI TTOJyYe-
HUSI OOHOPOAHBIX KOMIIO3MIIMOHHBIX TI'paHya. [lpu
YBeJIWUYECHNN BpeMeHH o0paboTkm mo 40 9 pacreT
pa3Mep KOMMO3WIIMOHHBIX TPaHyYJI, OHW ITPUHUMA-
0T popMy, OIU3KYIO K ChHepUUIECKOM, TTPOUCXOIUT
n3MeJbUeHNEe YacTUI KapOumma KpeMHHs, OIHAaKO
CTPYKTYpa KOMITO3MIIMOHHBIX T'PaHYJI OCTaeTCsT He-
paBHOMEpHOI. MUKPOCTPYKTYpa LIEHTpPaJabHOI 30-
HBI TPAHYJIBI OTJIMYAETCS OT Iepudepu — 3To 00yC-
JIOBJICHO TeM, UTO Ha JaHHOM cTaanu mpouecca MJI
MMPOUCXOAUT MHTEHCHBHAs arjoMepamus 4YacTHIL
¥ ILIeHTpaJbHAsI 30HA TPAHYJIbl UCHBITHIBACT MEHbB-
lee BIMSHUE MexaHudeckoit aedopmauuu. [anee
HacTyIaeT pa3pylleHHe KPYIHBIX arioMepHpOBaH-
HBIX TpaHyJ, uX (popMa CTAHOBHUTCS OCKOJIOUHOM, a
CTPYKTYypa paBHOMEPHOM.

HaHHBIe, MOJYYEHHBIE MOCJIe MCCIeI0BAHUS MU-
KPOCTPYKTYPHBI, XOPOIIIO COOTHOCSITCS C pe3yIbTaTaMK
JNa3epHon AudpakLuu.

Ha puc. 2 mokaszaHo BIUSHHE BpPEMEHU Me-
XaHMYEeCKOTO JICTUPOBAHUS Ha CPEIHUM pazMep
KOMIIO3UIIMOHHEIX TpaHyJ. BUIHO, 9TO ¢ yBenm-
yeHHeM BpeMeHU oO0paboTku no 40 4 pa3mep rpa-
HYJ pacTeT, a 3aTeM, IPU €€ NPOMOJIXKCHHH, 3a-
METHO YMEHbIIaeTcsa. DTO O3HAaYaeT, YTO cHavajia

d, MKM

600
5004
400
300
2004
100

0 20 40 60 80

Puc. 2. iameHeHMe cpeaHero pa3Mmepa
KOMTIO3UIIMOHHBIX TPaHyJ (d) B 3aBUCUMOCTHU
OT BPEMEHU MEXaHUYEeCKOTO JIEeTUPOBaHUS (T)

Fig. 2. Change in the average size of composite granules (d)
depending on mechanical alloying time (1)
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(mo 40 4) B mpolecce MeXaHUYEeCKOTro JIETMPOBaHU S
npeobyamaeT MPoOLECC XOJOMHON CBapKHu, a IIpHU
T > 40 4 OCHOBHBIM CTAaHOBUTCS MpPOILECC pa3pylue-
HUSI arJoMEepUpPOBAHHBIX KOMIIO3UIIMOHHBIX I'pa-
Hyn1. ITocae T = 60 4 cpegHUiI pa3Mep YacTHUIl CTa-
HOBUTCS TPaKTUYECKU TMOCTOSHHBIM, Ha YPOBHE
150 MKM, 4TO FTOBOPUT O HACTYIIJIEHUU YCTAHOBUB-
weica cranum MJL.

Ha puc. 3 npuBeaeHbl nudpakTorpaMMbl UCXOI-
Horo mnopoika Mapku BACI M KOMITO3UMIIMOHHBIX
rpaHyJ IOocJIie MEXaHMIECKOIo JJETUPOBAHMS B TeUe-
Hue 10 u 90 u. C yBeauyeHUEM NPOAOTKUTEIBHOCTHA

WHTEHCUBHOCTD, OTH. €]1.

10000- A
2500- ] \ I\

0 — ]

36001 I

1600 A

400 N /N J\
ol

3600
16001
400 -‘%/\_./\. N

0

Y\
35 40 45 20, rpax
Puc. 3. CoBmenieHHbIe TU(ppaKTOrpaMMBbl
ucxonHoro ropouika BACI (a)
1 KOMTTO3MITMOHHBIX TPaHyJI
TocJie MeXaHMYeCKOTO JIeTUPOBaHU ST
B TeueHue 10 4 (6) u 90 u (6)

Fig. 3. Combined XRD patterns of VASI initial powder (a)
and composite granules after mechanical alloying
for 10 h (6) and 90 h (8)

OKP, A

100 T T T T
0 20 40 60 80

Puc. 4. Usmenenue cpenHero pasmepa OKP
C YBeJIMYEHUEM BpEMEHU MEeXaHUIECKOTO JISTUPOBAHU S

Fig. 4. Change in the average size of coherent scattering
region with increasing mechanical alloying time
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MJI “HTEeHCUBHOCTb MUKOB IMajaeT. Takxke Haba0OAa-
I0TCS yIIMPEHUE U CMEIIeHNE ITUKOB OTHOCUTEIbHO
yria 26. U3menenue nudpakiinoOHHOW KapTUHBI CBSI-
3aHO C U3MEJIbYCHUEM BHYTPEHHEN CTPYKTYPhl KOM-
MO3ULIMOHHBIX I'PaHYJ, a MMEHHO C YMEHbIICHUEM
obmacreit KorepeHTHOTO paccesHus (OKP), a Takxe
¢ U3MEHEHUEM ITapaMeTpa KpUCTaINIeCKOM peleT-
KU aJJIOMUHUSL.

Ha puc. 4 npencrasieH rpapuk naMeHeHUs 00-
JIacTell KOTepeHTHOr'0 paccessHUsI B 3aBUCUMOCTH OT
BpeMeHU MexaHudeckoro geruposanus. [Tocie MJI B
teueHnue 10 u cpequuii pazmep OKP cocrasisieT okoso
650 A, a moczie 90 u MJI — 250 A.

ITo usameHnenuio mosoxenus nuka (111) Al 6pLIO0
paccuMTaHO M3MEHEHWE TIapaMeTpa KpucTajinye-
cKoil pemieTku agroMuHueBoro criaBa BACI B 3aBu-

S0 1M

cuMocTH oT BpeMeHU MJI. Bbliu mojiydeHsl clieayro-
LI1e pe3yabTaThl:

L7 DUTRRN 0 10 20 30
a,A..... 4,04796  4,04907  4,04901  4,04938
Ty 40 50 60 90
a,A.... 4,04922  4,05046  4,05075  4,05067

¥V ucxoaHoro nopoiuka BACI, He moaBepraBIliero-
cs MeXaHMYEeCKOMY JIETUPOBAHUIO, TIEPUOI KPUCTA-
JIMYECKOI peleTKy cocTaBiisii 4,04796 A, ay Marpuu-
Horo criiiaBa nocje MJI B TeueHure 90 4 OH yBeTUUMJIICS
110 4,05067 A.

[IpoBenecHHBIE NCCICAOBAHUS TOBOPSIT O TOM, YTO
CTPYKTypa KOMITO3UIIMOHHBIX TPaHyJ IpeTeprieBaeT

AN

i 500 M

Puc. 5. MI/IKpOCprKTypa KOMITIO3MITMOHHLIX I'PAHYJI ITOCJIE MEXaHNYCCKOI'O JICTUPOBAHU A

B TeueHure 90 4 mpu pa3nuvyHbIX yBeandeHussax (I119M)

Fig. 5. Microstructure of composite granules after mechanical alloying for 90 h (TEM) at different magnifications
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3HAUUTEJbHbIE U3MEHEHHUS B pe3yabTare IlIacTUYe-
CKol gedopMaIiuu.

Hust 6osiee MOAPOOHOrO U3YYEHUSI MUKPOCTPYK-
TYpbl MaTepuaja ObLIM MPOBEIECHBI UCCIEIOBAHUS C
HCIIOJIb30BAaHMEM METOIa IIPOCBEUMBAIONICH 3JIeK-
TPOHHON MUKPOCKOIMUU. VX pe3yrbTaThl MOATBEPAU-
JIY, 4TO MaTepuaj obiagaeT OJHOPOJHON yJIbTpaMe-
KO3epHUCTOIM CTPYKTypoil (puc. 5, a). Pasmep 3epen
TBEPAOrO pacTBOpA aJIlOMUHMS He IpeBbilnaeT 160 HM,
3epHa OOJIbIIEro pa3Mepa BCTpeYaroTcsl KpaliHe pef-
ko. PaziauuHass apKocTh 3epeH Ha M300paxkKeHUIX
0o0ycyiOoBJIeHa WCKIIOYUTEIbHO WX KpUCTaJJIorpa-
¢uueckoit opueHtauueir. I11oTHOCTH AMCIOKALIMIT B
KOMIO3UIIMOHHOM MaTtepuajie — BbicoKas (puc. 5, 6),
BBIICIUTL OTHCIbHBIC MUCIOKAIIMM M3 CKOIUICHUM
JOCTaTOYHO 3aTpyAHUTEIbHO. B oObeMe 3epeH Ha-
OII01ar0TCsl HAHOpa3MEepHBIE TIAaCTUHYATHIC YaCTUIIBI
yuctoro kpemHus (Fd3m) (puc. 5, ). Ero nHanuuue
PETUCTPUPYETCS TaKXke METOIOM 3SHEpProiucrepcu-
OHHOM CIIEKTPOCKOIIMU U IO KOJIBLIEBBIM 3JIEKTPOHO-
rpamMaM. Pasmep vacTtuir Si 1eXuT B nuamaszone 10—
50 HM, YTO TaKXe OTpaxaeTcsl B CUJILHOM Pa3MbITUU
IudpaKIIMOHHBIX KOJIeI] Ha 3JieKTpoHorpamMmax. Kap-
01 KpeMHUS IPUCYTCTBYET B MaTepurasie B BUAE pac-
MpeaeJeHHbIX KPYIMHBIX YaCTUL] OCKOJOYHOU (hOpMBI
(puc. 5, 2). Ux pasmepnl coctaBasior 1—3 Mxm. Iud-
¢y3noHHOI 30HE MexX 1y YacTunaMu SiC 1 OCHOBHBEIM
MaTepuaaoM He HabaromaeTcs.

3aknio4yeHue

IIpoBeaeHHbIe B paboTe uccieaOBaHUS MOKa3a-
JI, 9YTO B MPOIIECCE MEXaHMICCKOTO JICTUPOBAHMS
WcXoAHbIe TMopoluku criaBa Mapku BACI u kap-
Ouja KpeMHHUsS TpeTeprneBaroT 3HAUYUTEIbHbIE W3-
MCHCHHUS: IIPOUCXOIST IIPOIECCHl IIACTHYECKOM
nedopMauy aJTIOMUHUEBON MaTPUIIbI, BHEAPECHU S
B Hee YacTUIl KapOuaa KpeMHUs, «XOJOIHOI cBap-
KI1» arJioMepaToB MEXIY cCO0Oi M MX pa3pylIeHUS.
YcraHoBlieHo, uTo TTocsie MJI B TeueHue 60 4 cTpyK-
Typa KOMMIO3UIIMOHHBIX T'PaHyJl CTAHOBUTCS OAHO-
POIHOI, a cpeqHUIT pa3Mep YaCcTUII ITPAaKTUIECKU HE
U3MEHSIETCSI.

M3MeHeHre CTpPYyKTYpbl OTMeEYaeTcs TakKxXe |
Ha MUKPOYPOBHE M XapaKTEePHM3YeTCS e¢ M3MeIbuc-
HHEM, pPa30pUEHTUPOBKON CTPYKTYPHEIX OJIOKOB
OTHOCUTEJIBHO Ipyr Apyra, M3MCHEHUEM II€puoaa
KPUCTAJIJINUYECKON peIIeTKM MAaTPUYHOIO CIIjiaBa.
PenTreHoBckMii aHaIW3 MoOKa3ajl HaJu4due B CTPYK-
Type a3 aJlOMMHHUEBOI'O TBEPJAOIro pacTBopa U Kap-
Ouga KpeMHUS.

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N2 1

Huist 6osiee MOAPOOHOr0 U3YUYEHU I MUKPOCTPYKTY-
pbI MaTepuasia ObLIM TPOBEAEHBI UCCIEIOBAHUS C UC-
MOJIb30BAaHMEM METOAA IPOCBEUYNBAIOIICH 3JICKTPOH-
HOl MUKpOCKONMU. WX pe3yabTraThl MOATBEPIVIIN,
YTO Marepuaj o0jagaeT OMHOPOTHOM YIbTPaMeIKo-
3epHUCTON CTPyKTypoit PazMep 3epeH TBepmoro pac-
TBOpa aJTIOMUHUS He TIpeBbimaet 160 HM. [TimoTHOCTH
IUCIOKAIINN B KOMITO3MIIMOHHOM MaTepualie 10CTa-
TOYHO BEICOKasl. B cTpyKType HMpUCYTCTBYIOT HaHO-
pa3MepHbIe MJACTUHYAThIE YACTUIIBI YMCTOTO KpeM-
Husa (Fd3m) u pacrnpeneneHHBIe KPYITHBIC YaCTHIIBI
OocKoJiouHoW (hopmbl Kapbuaa kpemHus. Pazmep ya-
ctun SiC cocraBisieT 1—3 MkM. b by3M0OHHO 30HBI
mexay yactuuaMu SiC M1 OCHOBHBIM MaTepuajioM He
HabnonaeTcs.
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MexaHu3m xuakodpasHoro B3aMmMoencTBUS HAHOKPUCTANTMYECKON
komno3auumm (VCy 490 53—C)—C ¢ Hukennpom TutaHa

©2022r. 10.A. Aepeeea', A.H. Epmakos’, U.B. Jlyxkosa', J1.X. AckapoBa?

! WUHetutyT xumum Teepaoro Tena YpO PAH, r. Exatepun6ypr, Poccus

2Ypanb0|<vu7| denepanbHblii yHuBepcuteT um. nepsoro lNpesnpenta Poccun B.H. Enbuuna,
r. Ekatepunbypr, Poccus

Cratbs noctynuna B pegakumio 23.08.21 r., nopabotana 06.12.21 r., noanucaxa B nevarb 14.12.21 r.

AHHOTauua: PaccmaTtprBaeTcsl BO3MOXHOCTb CBS3bIBaHWS B kKapOuaHyto ¢ady cBoO6OAHOro yrnepoaa, NnpucyTCTBYOLLENO B HAHO-
Kpuctannmyeckor komnoanummn VCg 4000 53—Cgpog: MONYHEHHOW B XOAE MNA3MOXMMUYECKOTO CUHTE3a B HU3KOTEMMEpaTypHOii
a30THol nnasme. B kavecTBe kapbuaoobpasoBarTens Ucnonb3oBaH TUTaH B Buae ero Hukenupa TiNi, obnapatowero tTemnepary-
pow nnaBnexHus, paHoii 1310 °C. SkcneprMeHTbl NPOBOAMINCE B YC/IOBMSAX BaKyYMHOIO CNEKaHUs C y4acTUeM Xuakon dasbl npu
Temneparype 1500 °C B TeueHume 40 muH. Ha ocHOBE AaHHbIX peHTreHorpadum, pacTpoBON SNEKTPOHHOW MUKPOCKOMUN N SHEP-
roAMCcnepcuUoOHHOro aHann3a onpegeneHbl $GasoBbli COCTaB U 0COOEHHOCTU MUKPOCTPYKTYPbI CrevyeHHbIX 06pasLioB. Mo pesysb-
TaTam 3KCMEePVMEHTOB GblI0 M3YYEHO XMAKO(DA3HOe B3aUMOAENCTBNE HAHOKPUCTANYECKOW koMno3uumnm VCq 400¢ 53—Coeos C
HUKENMOOM TUTaHa, coaepxaHue KoToporo nameHanocb ot 10 go 99 mac.%. bBbino nokasaHo, 4To ¢ yBenmyeHmem gonu TiNi B
nHTtepsane 10-90 mac.% HabnoaaeTcs ymeHbLueHne cogepxanns Cqgqq M kapbuaa saHaamsa VC ¢ 04HOBPEMEHHbBIM NOBbILLEHNEM
konunyecTtsa TiC. Mpwu panbHenwemM pocTe coaepxaHmsa Hukennpa tTutada o 99 mac.% nocne cnekaHus NPUCYTCTBYIOT HUKENUAbI
TizNig4 1 NigTi. ConepxaHne cBo6oaHOro yrnepona ysenmumsaetcs 4o 88 mac.%, a konmyectso TiC cHuxaeTtcs 0o 5 mac.%. Ha
OCHOBE MOJIyHEHHbIX AaHHbIX B XO4€ UCCeA0BaHNsS NMPeAsIoXEHbl Pa3INiyHbIE CXEMbl MPOLLECCOB, MPOTEKAIOLMX NPU CreKaHnn
¢ y4actuem xuakoi dasel cuctembl (VCq 4000 53— Ccgog)—TiNi. B 4acTHOCTM, cniekaHve ¢ yqacTmemM Xuakoin ¢assl nporekaeT B
Tpu aTana, BkavaoLwmx nnasneHve TiNi, pacTBOpeHne TyroniaBkoi OCHOBbI, ee nepeocaxaeHve B Buae kapobupos TiC, n VC,
1 oxNlaxaeHue nosly4eHHon komnosnumnmn. Cnenyet 0OTMETUTb, HTO MeXaHU3M XuakopasHoro B3anMoAencTBMS Npu BaKyyMHOM
cnekaHunm ¢ ydacTmeMm Xuakon ¢assl paspaboTaH Ha 3aKOHOMEPHOCTSX, MPeACcTaBlieHHbIX B paboTte M. ymeHuka.

KtoueBble c10Ba: HAHOKOMMO3MLUN, MexXda3HOe B3aUMOAENCTBNE, HUKENNA, TUTAHA, OKCUKapOua BaHaaus, peHTreHoha30BbIi
aHanms.
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Mechanism of liquid-phase interaction between nanocrystalline composition
(VC.4000.53—C)—C and titanium nickelide

Yu.A. Avdeeva', A.N. Ermakov', I.V. Luzhkova', L.Kh. Askarova’

Institute of Solid State Chemistry UB RAS, Ekaterinburg, Russia

Ural Federal University, Ekaterinburg, Russia
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Abstract: The article considers the possibility of binding free carbon existing in the VCg 4000 53—C#ce Nanocrystalline composition
to the carbide phase. This composition is obtained by plasma-chemical synthesis in a low-temperature nitrogen plasma. As a car-
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bide former, titanium was used in the form of its nickelide TiNi, which has a melting point of 1310 °C. Experiments were carried out
under vacuum sintering conditions involving the liquid phase at 1500 °C for 40 min. The data obtained in X-ray diffraction, scanning
electron microscopy and energy-dispersive analysis were used to determine the phase composition and microstructural features
of sintered samples. Liquid-phase interaction between the VCj 400 553—Cyee Nanocrystalline composition and titanium nickelide,
the content of which varied from 10 to 99 wt.%, was studied based on the results of experiments. It was shown that the content of
Cfree and VC vanadium carbide increases with the simultaneously increasing TiC content as the TiNi mass content increases in the
range of 10-90 wt.%. With a further increase in the titanium nickelide content to 99 wt.%, TizNi, and NisTi nickelides are present
after sintering. The content of free carbon increases to 88 wt.%, and the amount of TiC decreases to 5 wt.%. The data obtained in
the course of the study were used to propose various schemes of processes occurring during the (VCq 4000 53— Ciree)—TiNi liquid
phase sintering. In particular, sintering involving the liquid phase proceeds in three stages including TiNi melting, refractory base
dissolution, its reprecipitation in the form of TiC, and VC, carbides, and cooling of the resulting composition. It should be noted that
the mechanism of liquid-phase interaction during vacuum sintering involving the liquid phase was developed on the basis of the laws

presented in the paper by M. Gumenik.

Keywords: nanocompositions, liquid-phase interaction, titanium nickelide; vanadium oxycarbide, X-ray phase analysis.

Avdeeva Yu.A. — research scientist of the Laboratory of structural and phase analysis of the Institute of Solid State Chemistry
UB RAS (620990, Russia, Ekaterinburg, Pervomaiskaya str., 91). E-mail: y-avdeeva®list.ru.

Ermakov A.N. — Cand. Sci. (Chem.), senior research scientist of the Laboratory of structural and phase analysis
of the Institute of Solid State Chemistry UB RAS. E-mail: ermakovihim@yandex.ru.

Luzhkova L.V. - research scientist of the Laboratory of structural and phase analysis of the Institute of Solid State Chemistry

UB RAS. E-mail: key703@yandex.ru.

Askarova L.Kh. - Cand. Sci. (Chem.), assistant prof. of the Department of general chemistry of the Ural Federal University
(620002, Russia, Ekaterinburg, Mira str., 19). E-mail: askaroval.x@yandex.ru.

For citation: Avdeeva Yu.A., Ermakov A.N., Luzhkova I.V., Askarova L.Kh. Mechanism of liquid-phase interaction between
nanocrystalline composition (VCg 4009.53—C)-C and titanium nickelide. Izvestiya Vuzov. Poroshkovaya Metallurgiya
i Funktsional’nye Pokrytiya (Powder Metallurgy and Functional Coatings). 2022. Vol. 16. No. 1. P. 26-35 (In Russ.).

DOI: dx.doi.org/10.17073/1997-308X-2022-1-26-35.

BeeneHue

®opmupoBaHre CBOOOTHOTO yIjiepoaa B Ipolecce
CUHTe3a KapOUAHBIX coeAuHeHu i [1—3], B TOM yucie
¥ HAaHOKPUCTAJUIMYECKUX MaTePUAIOB, IIPEICTABISCT
o000l 3HaYUTENbHYIO TpobieMy [4—6]. Kak mpaBu-
JIO, €€ pellleHHE CBOIUTCS K TepMUUECKO 00paboTKe
MMOJIYYeHHBIX KOMIIO3UIIU I ITPU TeMIIepaTypax He BbI-
me 700 °C. Ilpenmonaraercsi, YTO B TaKMX YCJIOBUSIX
YIJEepoa OKHUCHISETCS UM TEepexoauT B ra3oBylo daszy.
OnHako MpU 3TOM HAHOKPUCTAJIIMYECKUE MaTepHa-
JIBI MOTYT TIOTEPSITH CBOM CBOWCTBA, MTPUCYIIINE BHICO-
KOIMCIEPCHBIM ITOPOILIKOBBIM CpeIaM.

OnHUM U3 CIIOCOOOB pelIeHUs IPOOJeMbl MPH-
CYTCTBUS CBOOOMHOIO yrjiepoAa B HAHOKPUCTAJIU-
YecKMX MaTepuajax MOXHO Ha3BaTh €ro CBSI3bIBa-
HHE B IIpoIlecce KOMITAKTHMPOBAHMS, HAIIpUMEpP, B
KapOuaHble (a3bl MpU TOMOIIM MeTajJoB-KapOu-
nooOpa3oBaTesieil, K KOTOPbIM OTHOCSTCSI 3JIEMEH-
Tl [V—VIA moarpynmnsl Ilepuoguueckoit cucTeMbl.
B paHee onybimkoBaHHBIX paboTax [7, 8] ObLaM Mpo-
BeIEeHBbI 9KCIIEPUMEHTHI 110 CIIEKaHM 10 HAaHOIIOPOIIKOB
(VC 4000,53—C) ¢ MeTamin4ecKuM HUKEIEM U TH-
apunoM tutaHa Ti(H,). ITo pe3ynbraTam akciepuMeH-
TOB CO CIIEKaHUEM IPU YYaCTUU XUIKOU da3bl, HU-
KeJIb HE CITOCOOCTBOBAJI MPOLECCAM, HATIPABJIECHHBIM
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Ha CBSI3bIBaHWE CBOOOIHOIO YIJiepona B KapOUIHYIO
¢a3sy, Kkak 370 06110 TToKa3aHo B [7]. C aApyroii cTopo-
Hbl, puMeHeHue nopoiukosoro Ti(H,) mo3sonuso B
YCIIOBUSIX TBepHo(ha3HOTO CUHTe3a IEePEeBECTH CBO-
OOMHBIN YIJIepo B KapOUAHYIO (ha3y B BUIE OKCUKAP-
6unos TiC,0O, u Ti;_,V,C,0O,, 4T0 0T™MEUEHO B [8].

Hns yckopeHM s MpoLecCcoB KapOMau3aluuu B yc-
JIOBUSIX XXUIKO(MA3ZHOIO CIIEKaHUS MPEaJTOXKEHO MPo-
BECTH 3KCIIEPMMEHTHI C MCIOJB30BaHMEM HUKEIUIA
THUTaHa B KaueCcTBe KU AKO(pa3HOro peareHra, odecrie-
YMBAIOLIET0 MEXaHU3M pPaCTBOPEHUSI—IIepeocaxie-
HUd, pa3paboraHHbIii M. 'ymeHukom [9], mpu TepMu-
yeckoii oopabotke. [Ipeanonaraercs, 4To B yCIOBUSIX
3TOr0 MeXaHu3Ma CBOOOAHBIN yriaeposa OyaeT aKTUB-
Hee MepeXOoInTh B KapOMIHBIC M OKCUKAPOUITHBIC CO-
CTaBJISIONIME C yYacTHEM TUTaHA Y BAHAIU .

B UHcTutyte xumuu tBepaoro tena ¥YpO PAH pa-
Hee OBLIIM IIPOBEICHBI UCCICAOBAHUS XUIKO(Ma3ZHOTO
B3aMMOMACHCTBUS B YCIIOBUSIX BEICOKOTEMITEpAaTypPHO-
ro BakyymHoro criekanus cucrtembl TiCy 5Ny s—TiNi
[10], nerupoBaHHOI pa3IMUYHLIMU SJIEMEHTAMU U CO-
enuHeHUsIMU. Ha OCHOBe TOJIyUYeHHBIX pe3yJIbTaTOB
OBIJIO YCTAaHOBJICHO, YTO B XOJIE€ CTIEKAHU Sl peainu3yeTcs
MEXaHM3M pPaCTBOPECHUSI—IIEPEOCaKICHMsI, ONMMCAH-
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HBI#1 B paboTax [9, 11, 12], KOTOpbI#t CTOCOOCTBYET 00-
pa30BaHMIO KECTKOTO KapKaca TYTroIIaBKOM OCHOBBHI,
MPONMUTAHHON METAJIJIOUAHOU CBSA3KOM.

B pa6orax [13, 14] HuUKenun TUTaHa TPUMEHSIJICS
B Buje cBsi3ywoueit ¢a3bl B Komno3utax TiC—TiNi
B YCJIOBUSX TOPSYETO MPECCOBAHUSI W MPU JIETUPO-
BaHuM Fe. Mcnonb3oBaHKWE TEXHOJIOTMU TOPSYETO
IIPECCOBAHMS TO3BOJIUIO YIYUIIUTh MEXaHUUYECKHUE
cpoiictBa kommo3numuu TiC—TiNi. Beegenue Fe, He
U3MEH ST CTEXMOMETPUYECKOI0 COCTaBa Kapouaa Tu-
TaHa, IPUBOAUT K oOpa3oBaHulo coenuHenuii Fe,Ti,
Fe,C, Fe;C. IIpu 3ToM OTMeUYEHBI NOBBILIEHUE MPELIE-
Jla TIPOYHOCTU, OMHOBPEMEHHBIN pocT nedopmaluu
0 pa3pylleHUs] U TMOHUXEHHE MOAYJS YIIPYTrocTu
IIPU YBEJIWYCHUM COIACPKAHUS BBOOAMMOIO B KapKac
xenesa.

Lenrlo HacrosgIieil pabOTHI SIBISJIOCH MU3YUYECHHE
MeXaHM3Ma XHUIKODa3HOro B3aMMOICUCTBUS B CHC-
Teme (VCy 400 53—Cepos)—TiNi B ycI0BHSIX BBICOKO-
TeMIIepaTypHOI'0 BAKYYMHOTI'O CIIeKaHW s, HaITpaBJIcH-
HOTO Ha (OpMUPOBaHNE KapOUTHEIX (a3 TUTAHA U Ba-
HaJMs ¢ ydacTUeM CBOOOJHOTO yrjiepoa.

MeToauka nccnepoBaHumn

Hanokpucrammnyeckast komnosuuust VC 490¢ 53—
Cipog TOJTYyYEHA METONOM IJIa3MEHHON NEPEKOH-
JeHcaluuy B HusKoremiepatypHoit (4000—6000 °C)
A30THOM MJjaa3Me MEXaHUYECKOM CMeCH, COCTOSILICH
u3 pasnoxusuierocs okeuna V,05 u yriepona B BU-
nie ra3oBoit caxu. CpenHuii pa3Mep YaCcTHUIL CMECH He
npesbiman 30 HM [15]. CoctaB (Mac.%) pa3yioXuB-
meiicss cMecu Obln crenytommii: 13,67%V,05-H,0;
46,24%V (0,4 12H,0; 40,08%V;0,-H,0. Cmech xpu-
CTaJIJIOTUPATOB TepeMellBasach C YIJIEpPOIOM B
BHUJIE Ta30BOM CaXX1 B MACCOBOM COOTHOIIeHUU 1 : 1 ¢
LIEeJIbIO peayn3alliy peakiium

0,00ZOSVZOSHzo + 0,00125V1002412H20 +
+0,00425V;0,-H,0 +0,1249C;, — 0,02935VC, g +
+0,099072C,,, + 12,00755H,0T + 0,035H,T. (1)

IMopoiikoBasi cMech KPUCTAIJIOTUAPATOB U YIJie-
pola IoaBeprajaach IPOLENyPe IIa3MOXUMUYECKO-
ro CMHTE3a B HU3KoTeMIlepaTypHoi (4000—6000 °C)
asorHou masme [16—18]. TlepekoHaeHcaLsT OCYy-
LIECTBIsAJIAaCh B 3aKaJO4YHOM KaMepe Ha BBIXOAE U3
IUIa3MOTPOHA BO BpalllaloleMcs LWJWHAPE Ta30-
00pa3HOro asora JJisl MPEeIOTBpPAIleHUsT B3aUMO/ICH-
CTBUS aTOMU3UPOBAHHBLIX 3JIEMEHTOB CO CTEHKa-

MM 3aKaJIOYHOW KaMepbl M 3arps3HEHUSI KOHEYHBIX
MPOAYKTOB MOCTOPOHHUMMU MpuMecsiMu. [lepekoH-
JIEHCUPOBAaHHASI CMECh ITHEBMOTPAHCIIOPTOM Ha OC-
HOBE ra3000pa3HOro azoTa IepeMelniajach JJIsl cera-
pupoBaHus. HencnapeHHble OCTaTKU M ITOCTAaTOYHO
KPYTHBIE YacTUIBl KPUCTAJJIOTUAPATOB U yTjiepoiaa
OTCeMBaJuCh B OyHKep. B 1MKJI0OHE BUXpEBOro TUMa
MPOU3BOAUIICS OTOOp yJIbTPamUCIEpPCHON ¢hpakiuu
MPOAYKTOB CUHTE3a, a HAHOKpUCTAJIndecKasi hpak-
LM ocenana Ha GUAbBTpe pykaBHOro tuia. IlepekoH-
JIEHCUPOBAHHbBIE TIOPOIIKHM TONBEPTrajiucCh Karcyiu-
pPOBaHWIO B CMeCH NapoB OEH3MHA U OpTraHWYECKOn
COCTaBJSIONICH A TMOHUXEHUS MUPODOPHOCTU U
JIUTEIbHOT'O XPAHEHU I B HOPMaJIbHBIX YCIIOBUSIX.

B kxadyecTBe MCXOMHBIX KOMIIOHEHTOB TIpU TIPOBE-
JNeHUU paboThl MpuMeHsuch okcua BaHanus (I11)
V5,05 (1, TY 6-09-4252-76, YpanbcKuii 3aBOA XUM-
peakTHBOB), yIjaeponm TexHWuYeckuit mapku T-900
(F'OCT 7885-86, OO0 «Omck Kap6on I'pyrm») [19] n
TiNi mapxu [THS55T45 (TVY 14-1-3282-81, TTAO «Ty-
mauepmeT», OAO <«Iloxema»). XUMHYECKHUI COCTaB
ucrionp3yemMoro Hukenuaa turana Tig 4s5Nig 55 Mapku
ITHS55T45, mac.%:

o CT 4480 Cloeoeeeeeeeee. 0,3
(VN NN | X1 Z SRS N A 0,09
Ni oo 54,65 Fe .o, 0,12

[Monyuyennyto kommnosuiuio VCy 490 53— Ceyop
CMEIINBAJINA B araTOBOM CTYIIKE C MOPOIIKOBHIM HU-
kenuaoMm TtutaHa. KonudectBo TiNi usMeHs10Ch OT
10 n0 99 mac.%. B urore nponopunu (VCy 490 53—
Ceros) : TiNi (mac.%) cocrasisuiu 90 : 10, 80 : 20,
70 : 30, 60 : 40, 50 : 50, 40 : 60, 30 : 70, 20 : 80, 10 : 90,
5:95,1:99. O6wmas Macca MexaHUYECKMX cMeceil B
KaxXKJIOM CcJIyJae paBHSIJIach 1 T.

MexaHUYeCKHEe CMECH IIPECcCOBald B TaOJIETKH
U crnekaJin B 1axTHoit BakyymHoi (10—3 Ila) meun
CIIBJI 0,2/25 (OO0 «HIIIT «<HUTTHUH>», r. benro-
pon) nipu ¢ = 1380 °C B TeueHue 40 muH. Ilocne Xuako-
¢a3zHoro crnekaHus TabJETUPOBAHHBIE MOPOIIKOBLIE
CMeCH TIepeTUPAINCh B araTOBOM CTYIIKE, a CIICUYCH-
HBIe TaOJIETKN NIN(OBATNCH, ITOJTUPOBATINUCH U TIOI-
Beprajiuch peHTreHo(ha30BOMY aHaJIM3y Ha aBTOMAaTU-
3MPOBAHHOM PEHTIeHOBCKOM audpakToMerpe XRD
7000 (CuK,) (Shimadzu, fIlnonus) B ©HTEpBaJIE YIJIOB
20 = 5+80° ¢ miarom cbeMku 0,05° 1 BpeMeHeM 3KCIT0-
3UILAY 2 ¢ Ha TOYKY. JlaHHbIe peHTreHorpaduum oopa-
O6arbiBaysuch ¢ nomoubio ITO WinXPOW u Powder-
Cell 2.3 ¢ mpUMeHEHUEM COOTBETCTBYIOLIUX KapTo-
Tek 6a3 maHHBIX ICDD u ICSD. DnekTpoHHO-MUKPO-
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CKOIMYECKHE MCCAEAOBAHUS TepMOOOpPaOOTaHHBIX
00pa3IoB MPOBOIUINCH Ha PACTPOBOM 3JIEKTPOHHOM
Mukpockone JSM-6390 (W-karox) (Jeol, SImonust) c
TIPUCTABKON TSI SHEPTOAUCIIEPCHOHHOTO aHallh3a
JED 2100.

Pe3ynbTatbl  ux 06cyxaeHune

OnHUM M3 TPAIUIIMOHHBIX CIIOCOOOB MOJTYICHUS
KapOMIOB BaHaIMs MOXHO Ha3BaTh KapOoTepMMYe-
CKME peakKL MM C yyacThueM oKcuIoB BaHagusi V,05; u
V,05, KaK 3T0 IpeICTaBIeHO B paboTax [20—23].

B Hacrosieil pabore B xome Maa3MEeHHOU Tie-
PEKOHIIEHCALIMM B HU3KOTEMIIEPATYpPHOM a30THOW
maasMe OblIa cpopMUpOBaHA HAHOKPUCTAIIMYECKAS
CTPYKTYpa «sIAp0—000JI04Ka», B COCTaB KOTOPOI BXO-
JMJTA TYTOTUTABKUI oKcrKapoun Bananus VC 400y 53
B BUjJe Tyromjaskoro sigpa u C.,,s B KauecTBe 000-
nouku. IlpeanoxkeHHasi TpakToBKa (hOpPMUPOBaHUS
paaraabHO-CIOEBOM CTPYKTYphl IONTBEpPXIaeTCs
KaK TCOPETHUYECCKMMHM BBIKJIAAKaMHM Ha OCHOBE TEO-
puu b. Yanmepca [24], Tak U TpaKTUYECKUM TOJTyYe-
HHUEM HAHOKPUCTaIJIMYECKUX CTPYKTYpP, ONMMUCAHHBIX
B paborte [25]. Ucxons u3 Toro, 4To B HAHOKOMITO3U-
. VC 490g 53— Cpop MPUCYTCTBYET GOJIBIIOE KO-
JINYECTBO CBOOOAHOIO YTIJepoja, ObLJIO IMPEAIOXKEHO
CBSI3aTb €ro TUTAHOM B Kybuueckuil kapobun TiC, B
MpolLEecCe PaCTBOPEHUSI—IIEPEOCAXACHUSI, TTPOUCXO-
NISIIEM ITPU BBICOKOTEMIIEpaTypPHOM BaKyyMHOM cCIIe-
KaHUM C YYacTHEM PacIjaBJIeHHOTO HUKEIUIa TUTa-
Ha TiNi.

I1o pesynbraTam peHTreHorpauuecKMx UCCIen0-
BaHMIii crie4yeHHbIX Kommo3uuui npu 10—90 mac.%
TiNi (taba. 1) B xome Xuako(pa3HOTO CIEKaHUS MO-
Jly4eHbl cnieyeHHble nopoiku cocrasa TiC,, VC,, Ni
1 C o (Tabm. 1, onbiTel /—9). C yBeINYEHUEM KOJIN-
YyecTBa HUKeIUAa TUTaHA MAaCCOBOE COlepXXaHUe Kap-
O0uga BaHaIuMsI U CBOOOMHOTO yIyepoaa MOHMXaeTcs,
a KOJMYECTBO KapOmaa THMTaHA M METAJJIMYECKOIO
HUKES 3aMETHO BO3PACTAaeT, YTO OTMEUYEHO B TadJ. |
u Ha puc. 1). I1lpu ganbHeillieM MOBBIIIEHUU COAEP-
xanug TiNi go 95 u 99 mac.% (ta6m. 1, omsirer 10, 11)
B Ipollecce CIeKaHUs MeXaHWdecKass MOpOIIKOBast
CMech IpeBpallaeTcs B TabJeTUPOBAaHHbIE KADKACHBIE
0o0pasibl, MPONMUTAHHBIC CBI3YIOIINM — WHTEPME-
TaJuIMAHBIMU coeiuHeHUuAMU NisTi n TizNiy (Tada. 1,
onbiThl 10, 11) , HO TIpU 3TOM B COCTaBe (PMKCUPYETCS
HaJIM4ue pPoOMOO3IPUYECKOro yriaepoma (IIpOCTpaH-
crBeHHas rpynna R-3m). Conepxanune NisTi u TisNiy
YMEHbIIIAeTCs C yBEJIMUYCHUEM J0JIM HUKEJIUIa TuTaHa
B UCXOAHOM cMecu. B KauecTBe TyroraBKoil OCHOBBI
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0 VC, TiC, C, Ni, mac.%

704
60
50
40-
304
20-

104

100

TiNi, mac.%

Puc. 1. Conepxanue VC,, TiC,, C .6 1 Ni

B CIIEYEHHBIX IOPOLIKOBBIX KOMIO3ULUAX
(VC0.4000,53—Cepos)—(10+90%TiNi) no nanHbiM
MOJTYKOJIMYeCTBEHHOTO PEHTTEHOBCKOTO aHaN3a

Fig. 1. VC_, TiC,, Cy,.. and Ni content in sintered
powder compositions (VC 490 53— Cpree) —(10+90%TiNi)
according to semi-quantitative X-ray diffraction

analysis data

TabJETUPOBAaHHBIX O0OPA31I0B BBICTYMAIOT KapOWIbI
tutaHa TiC, ¢ kybuueckoii ctpykrypoii Tuna NaCl
[26] (ta6a. 1, onbiTel 10, 11), B cOCTaB KOTOPHIX MOL'YT
TaK>e BXOAUTb BaHAAUI, KUCJIOPOI 1 a30T (Tad. 2).
TpanunroHHast 3JeKTPOHHO-MUKPOCKOIIMYECKas
KapTUHA HabomaeTcsl B oOpasliax, Ioe comepXKaHue
TiNi cocrapisiet 95 mac.% (puc. 2, a, 6). B atom ciy-
yae TYTOMJaBKMI KapKac, B COCTaB KOTOPOI'O BXOAUT
KapOua THUTaHA, ITIepeMeXaeTcsl WHTepMeTa NI -
HBIMU CBA3yIOIMMU cucteMbl Ti—Ni. XapakTepHoi
OCOOEHHOCTBIO ATHUX OOpA3LOB SIBJISETCS HaIUYUE
OrpaHEHHBIX YacTHIl (puc. 2, a, 6), COCTaB KOTOPBIX,
10 JaHHBIM SHEPTOAMCIIEPCUOHHOTO aHaJin3a (CM.
Tab61. 2, onbIT /), COOTBETCTBYET KapOM Ay TUTAHA C HE-
OOJIBIIMM COIepPKaHNEM BaHAIM S, a30Ta M KMCJIOpoIa
MMPaKTUYECKHA BO BCEX SKCIIEPUMEHTAJBHBIX TOUKAX.
CkanupoBanue 1o auHusMm LG1, LG2, LG3 (puc. 2,
6—0) IOKa3aJ10, 9YTO U3MEHEHHE COCTABOB IIPOMUCXOTUT
daKTHIECKH TOJILKO Ha TpaHUIIAX «TYTOILIaBKasl OC-
HoBa — cBs3ylomias ¢asa». s MOMTHOTHl ONMUCAHU S
CTPYKTYPHO-MOP(MOJIOTHICCKON KapTUHBI
HOTO criiaBa u3 MexaHnueckon cmecu (VC 400¢ 53—
Ciros)—95%TiNi HeoOXomMMO paccMOTpeTb pe-
3yJAbTaThl KapT paclipenesiecHUs 3JIEMEHTOB ydacTKa

CIICYCH-
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Tabauua 1. ®a3oBbIii COCTaB M NapaMeTpbl PeLeToK KOMMOHEHTOB cneyeHHbix 06pasuos (VC, + C)—TiNi
Table 1. Phase composition and lattice parameters of components of (VC, + C)—TiNi sintered samples

CocTaB MeXaHUYECKOI CMecH, Da30BbIl COCTAR [apameTp KpucTaLTMYECKO
No mac.% pewretku, A (£0,0001 A)
/1
/ VC 4009, 53—C TiN ®a3a (1p. Ip.) Honst, mac.% a c
VC (Fm-3m) 15 4,1699
] 90 10 Ni (Fm-3m) 6 3,5483
C (P63 /mmc) 73 2,4343 6,8240
TiC (Fm-3m) 6 4,3166
VC (Fm-3m) 14 4,1749
Ni (Fm-3m) 12 3,5417
2 2
80 0 C (P63 /mmc) 63 2,4835 6,8240
TiC (Fm-3m) 11 4,3237
VC (Fm-3m) 12 4,1731
Ni (Fm-3m) 17 3,5409
s 70 30 C (P63 /mmc) 54 2,4791 6,8240
TiC (Fm-3m) 17 4,3224
VC (Fm-3m) 10 4,1685
Ni (Fm-3m) 23 3,5411
4 4
60 0 C (P63 /mmc) 45 2,4255 6,9358
TiC (Fm-3m) 22 4,3191
VC (Fm-3m) 9 4,1730
Ni (Fin-3m) 28 3,5408
5 50 >0 C (P63 /mmc) 35 2,4768 6,8240
TiC (Fm-3m) 28 4,3231
VC (Fm-3m) 7 4,1715
Ni (Fm-3m) 34 3,5394
6 40 60
C (P63 /mmc) 26 2,4744 6,8240
TiC (Fm-3m) 33 4,3216
VC (Fm-3m) 5 4,1691
; 30 70 Ni (Fim-3m) 39 3,5368
C (P63 /mmc) 17 2,4693 6,8240
TiC (Fm-3m) 39 4,3178
VC (Fm-3m) 3 4,1701
Ni (Fm-3m) 45 3,5379
8 20 80
C (P63 /mmc) 8 2,4717 6,8240
TiC (Fm-3m) 44 4,3192
VC (Fm-3m) 1 4,1710
9 10 9 Ni (Fm-3m) 51 3,5368
C — cnenpl — -
TiC (Fm-3m) 48 4,3182
C (R-3m) 71 2,4593 10,0733
10 5 95 TizNi, (R-3) 11 11,1051 5,0572
Ni;Ti (P65 /mmc) 3 5,1494 8,2040
TiC, (Fm-3m) 15 4,3170
C (R-3m) 88 2,4870 10,0940
11 ) 99 Ti3;Niy (R-3) 1 11,2403 5,0553
NisTi (P63 /mmc) 5 5,1133 8,3184
TiC, (Fm-3m) 5 4,3156
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003+ 002

Ti, Ni, mac.%
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L 60
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0 1 2 3 4 5 6 7
PaccrositHue, MmxkMm

Ni, C, N, O, V, mac.%

0 2 4 6 8 10 12
Paccrosnue, MkM

urinda craBa, mpeacTaBjieHHBIe Ha puc. 2, 6. Tak,
HalpuMep, KapTa pacripenesieHus >3JIeMEHTapHOTO
TUTaHa ITOKa3bIBaeT, YTO €ro HauboJbllee KOJIUYe-
CTBO PaCIIOJIOKEHO B TeX 00J1aCTsIX, [ IPUCYTCTBYIOT
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Puc. 2. Mukpoctpykrypa (BES) ¢ Toukamu

u auHusIMU ckaHupoBaHusi (EDX-ananus) (a, 6)
1 KOHLEHTPaLlMOHHBIE TIPOMUIIH 3JIEMEHTOB,
BXOJISIIINX B COCTaB

cruasa (VCy 400¢ 53— Copop)—95Mac. % TiNi,

o iuHusm LGl (e), LG2 (e), LG3 (9)

Fig. 2. Microstructure (BES) with scanning points
and lines (EDX analysis) (a, 6)

and concentration profiles of elements included

in the (VC0'4000'53—Cfree)—95wt.%TiNi alloy
composition by LG1 (¢), LG2 (e), LG3 (9) lines

CTieYeHHBIe YacTUIIbI, (POpMa KOTOPHIX OJIM3Ka K OKTa-
sapudeckoir (puc. 2, 6). CocraBismioniass HUKEIS
(puc. 2, a, 6), Ha06OPOT, MPEUMYIIECTBEHHO PaCIOJI0-
JKeHa BOKPYT OKTadApUUECKUX YACTHII, T.€. B 00JIaCTIX
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Tabnmua 2. Xumunueckuii cocTae cneveHHbix 06pasuo. (VCy 4000 53—Ceeop)—TiNi

no paHHeim EDX-aHanusa (puc. 2, a, 6)

Table 2. Chemical composition of (VCq 490 53~ Ciec)—TiNi sintered samples according to EDX analysis data (Fig. 2, a, 6)

Xumuueckuii cocras obpasua, mac.% (£2 %)
No i/ Touka
Ti Ni C N (0] v
80(VCyg 490¢.53—C)—20TiNi
1 2 7,70 3,73 67,21 — - 21,36
2 3 92,76 4,06 2,21 - - 0,97
3 4 6,80 5,84 66,97 - - 20,39
10(VCy 4900 53— C)—90TiNi
4 67,02 21,38 7,38 2,23 2,00 —
36,51 54,07 7,03 1,47 - 0,94
6 10 59,09 36,96 2,25 0,54 0,70 0,46
5(VCy 4000 53—C)—95TiNi
5 19,99 75,12 3,76 0,41 0,59 0,13
8 38,66 56,52 1,65 0,99 0,57 1,60
9 10 65,73 28,65 2,31 1,15 1,91 0,25

C BBICOKMM KOHTPAacTOM, COOTBETCTBYIOIIMM WHTEP-
MeTtaanuaHbiM das3am NijTi u TizNig, uTo BUIHO 10
U3MEHEHMI0 KOHLEHTpalMOHHBIX npoduneit LGl—
LG3 (puc. 2, 6—0). Hanmume He3HAYUTEIBHOTO KO-
JINYECTBA a30Ta B CIIEYEHHBIX 00pa3lax MOXeET OBITh
CBSI3aHO C UCIOJb30BAaHUEM HU3KOTEMIIEpaTypHOU
a30THOI Maa3Mbl TIpU (POPMUPOBAHUUM HAHOKOMIIO-
3uta VC 4909,53—Cepos-

OCHOBBIBASICh Ha U3JIOKEHHBIX BbILIE pe3yabTaTax,
MOYHO OMUCATh HEKOTOPbIE 3aKOHOMEPHOCTH KU IKO-
(basHoro BzammonerictBus B cucrteme (VCg 400 53—
C.sos)—TiNi. Ha nepBom 3Tamne, euie 10 NogBICHUS
KMIKOTO METaJJIMYecKOro pacrjaBa, B WHTEpBae
temnepatyp 10 1100 °C npoTekaeTt peakius

VCy 490y.53 + C = VC, + COT. )

B pesynbraTe XMMHUYECKOTO B3aUMOIECHCTBUSI B
cucreme popmupyercst kKapoun BaHanus VC,.

[locne mmaBieHWs HUKENIWIAa TUTaHA IIpH [ =
= 1380 °C npoucxoaut neperpynimpoBKa 4acTUII, CO-
MmpoBoXaaemas ycaakoit oopasuoB. Ha aToit ctanuu
KapOwa BaHaIMs M CBOOOIHBIN YIJIEPOI pACTBOPSIOT-
¢ B pacIUlaBe HUKenauaa ThTaHa. [Ipm yciioBum mo-
CTUXKEHU ST KOHIEHTPAllMil 3JIeMEHTOB, COOTBETCTBY-
IOIIUX TTPOM3BEACHUIO PACTBOPUMOCTH KYOMIECKUX
$as3, n3 pacriaBa KpUCTAIJIN3YIOTCS JEeTUPOBaHHbBIC
Mo obeuM roapenieTkaM KapOuabl BaHaaus U TUTa-
Ha. B mpouecce oxnaxaeHus1 00pa3loB BbIACISIETCS

TBEPIBII pAaCTBOP Ha OCHOBE HUKEJISI. B KoMmo3uiiu-
gax, cogepxamux 10 90 % HuKeaUaa TUTaHa, 00pasy-
IOIIMICS METAJJIMYECKUM HUKEIb PaCIIpeaeisieTCs
o 00beMy Ta0JIETKH, HO, KaK ITPaBUJIO, €T0 KOJIHUIEC-
CTBa HEAOCTATOYHO JIJIT POPMUPOBAHU S YIIPOUHSTIO-
1eTro KapKaca, 1 B KOHEYHOM UTOTe MOoCJe CIIeKaHU s
Jaxke Tpu (HaKTHIECKOM OTCYTCTBHHM CBOOOIHOTO
yriepona ¢GOpMUPYIOTCS CIIEYEHHBIE ITOPOIIKOBBIC
0o0pa31bl.

COBOKYIHOCTh OITMCAaHHBIX ITPOIIeCCOB (pa3oobpa-
soBanus i cucteM (VCy 490¢ 53—Cpos)—(10+90 %
TiNi) B 00111eM BUIe MOXKHO MPEACTaBUTh CXeMOI

[VC.4000.53 + Cly + [TiNily, —2 [VC,], +

+ [Clyy + [TiNi], + [COT 5CEmeme) |, [y ]+

SN 1380 °C
+[Clyy + [TlNl]pach (pacTBOpeHHE) [V]pacnn +

e 1380 °C
+ [Clpacnn 1 [Clygs * [TiNilpacna (nepeocaxnenue)

— [VCX]TB + [C]TB + [Ticx B +
+ [Ni]pacnn — [VCx]TB + [C]TB +
+ [TiCxlyy + [Nily,. 3)

B 1o Xe Bpemsi cxema ImpoueccoB ¢a3oobpa-
30BaHMsI, IPOTEKAIONIMX IIPU CIeKaHMU obpasua
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(VC0.4000,53—Crpos)—99%TiNi, Heckonbko oTinya-
eTcsl OT MPUBEICHHOI BhILIEe U B OOLLEM BUAE MpeEl-
CTaBJIeHA CJIEIYIOLUTUM 00pa3oM:

[VC0.4000.53 + Cpry + [TiNily, 25 [VC, |, +

+ [Clyy + [TiNi]y, + [COJT B2 CEREmS) [y ]+

+ [C]TB + [TiNi] 1380 °C (pacTBOpeHue)

[V]pacrm +

pacri

SN 1380 °C
+ [C]pacnn + [TlNl]pacrm (mepeocak/ieHue) [C]TB +

OXJIAXCHUE

+ [Tl] — [C]TB +

pacri + [Ni]pacnn

+ [Ni3Ti],, + [Ti3Nigl + [TiCl - @

WUcxonst u3 cxeMm (pazooOpa3oBaHUSI MOXHO CKa-
3aTh, YTO €CJIM colepKaHUe CBOOOMTHOTO Yrjiepoaa B
WCXOOHBIX CMECIX TOCTATOYHO AJIS TOJTHOTO CBSI3BI-
BaHU S TUTAHA U3 HUKEJKUIa ¢ 00pa3oBaHueM KapOuaa
THUTaHa, TO 00pa3yloTcs KOMIIO3ULIMU, COAEpKalllve
KapOuabl TUTAHA U BAHAIM S M HUKEJb (TabJ1. 1, ONBITHI
1—9, cxema (3)). B npoTUBHOM cllyyae B COCTaB CIie-
YEeHHBIX 00pa3110B BXOAST YIJIEpOI pOMOO3ApUYECKOI
MoaupUKALIMM U UHTEepMeTadauabl cucteMbl Ni—Ti
(Tabn. 1, onbiTsel 10, 11, cxema (4)).

3aKnio4yeHue

B npolecce BeIMOTHEHU S pabOTHI MPU KU IKOPa3-
HOM BaKyyMHOM CIIeKaHWH B BaKyyMe YIaJIOCh OCY-
IIECTBUTh MEPEeBOA CBOOOJHOTO yrjiepoja W3 HaHO-
kpucrananyeckoii kommnosuuun VCy 4000 53—Copos
C HUKEJIMIOM TUTaHA B KapOUIBl TUTaHA U BaHAIUS.
Crnenyet oTMeTUTh, uTo nipu ¢ = 1380 °C B TeueHuUe
40 MUH MONy4YeHbI MOPOLIKOBLIE U TabJETUPOBAHHBIE
00pa3lbl pa3IudHOro cocraBa. Pesymbrarhl PODA,
POM u EDX-aHanu3za o0pa310B noka3aju, YTo Mpu
CMEKaHUM MeXaHUUYEeCKUX CMecel, comepxXallux 0
90 Mac.% Hukenuaa, o6pa3yrOTCs KOMIIO3ULIUH, CO-
Jepxalliye JIeTUpOBaHHbIE KapOUIbl TUTAHA U BaHa-
WS M TBEPIBIN pacTBOp BaHaAMsl, TUTAHA U yIjiepoaa
B HuKene. [lpn yBenmueHUN comaepKaHWs HUKEIUIA
TUTaHA B MEXaHUYECKOH cMecu 10 95 u 99 % popmu-
DPYIOTCSI CUCTEMBI, B COCTaB KOTOPBIX BXOISIT KyOuye-
CKMe KapOMWabl TUTaHA WM TUTaHA-BaHAIMsI, a TAKXKe
naTepMmeTanabl TiNis, TizNiy, TiNi. Ha ocHoBanumn
MOJIYYEHHBIX TaHHBIX MPUBEACHBI cXeMbl a3zoobpa-
30BaHUS, KOTOPBIC OITMCHIBAIOT IIPOLIECCHI, ITPOMC-
XOASIIME TIPU BBICOKOTEMITEPATypPHOM BaKyyMHOM
CMEKaHMWHU ¢ yYacTHeM XUAKOH da3bl MCCAe0OBaHHBIX
CHUCTEM.

Paboma evinonnena 6 coomeéememeuu ¢ 20cyoapcmeeHHbiM
3adanuem Hncmumyma xumuu meepooeo meaa YpO PAH

(mema Ne 0397-2019-0003 «Hoevie ¢pynkyuonanvhvle mamepuanvt
04151 NepCneKmueHbIX MeXHOA02UIL: CUHMe3, C8OLICMaa,
CNEeKMPOCKONUS U KOMIbIOMEPHOE MOOCAUPOBAHUE»).
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KoMno3anuunoHHblit aHTpUKLUmoHHbIi MaTtepuan MoSi,—MoS,
© 2022 r. I.10. Cmopukos, A.U. PaukoBckwii, .B. bapanos, [1.H. KonapoxuH, C.C. KypraHoe

Poccuickuin depepanbHblid 90epHbIA LEHTP — BCepocCUiicKMin Hay4HO-MCCNea0BaTeNbCKMn MHCTUTYT
akcnepumeHTanbHoin ¢puankn (POAL-BHUNAD), r. Capos, Poccus

Crarbs noctynuna B pegakumo 14.07.20 r., sopabotarna 29.03.21 r., nognucaHa B neyars 06.04.21 r.

AHHOTauusa: Pa3paboTaH HOBbI BbICOKOTEMMNEPATYPHBIA KOMMO3ULMOHHbIA aHTUDPUKLMOHHBI MaTepuan 90 % MoSi, +
+ 10 % MoS, ¢ koaddurumeHToM TpeHnsa nokos meHee 0,3. OH paboTtocnocobeH Npu Temnepartypax 4o 1500 °C B ycnosusx He-
TPOHHOro 061y4YeHns B cpefe UHePTHbIX ra3oB. OTpaboTaHbl PEXMMbl MPUrOTOBAEHNS CMECUK NCXOAHbIX NopoLLKoB MoSi, n MoS,
1 ropsi4ero NpeccoBaHus NOJlyHEHHOW LUNXTbl B UHOYKLIMOHHO-BAaKyyMHOV YCTaHOBKE B rpaduToBbIX Npecc-dpopmMax npu temMne-
patype 1600-1650 °C n ynensHOM faBneHum ropsdero npeccosaHms 25 MlMa ¢ Bbiaepkkor 1 4 Npu faHHbIX 3HaYeHnsx TeMnepa-
Typbl 1 faBnexus. iccnegosaHbl TpMOOTEXHMYECKME CBOVCTBA MaTepmasna B 3aBUCMMOCTM OT YCUNS CXaTus B Nape TPEHUS U OT
TBEPAOCTU MATepmana KOHTpTena B nape TpeHus. NokasaHo, YTO YEM BbILLE YCUIINE CXaTUS U YEM TBEPXE MaTepuan KOHTpTena
B Nape TpeHus, TeM MeHbLUle KO3DDULMEHT TpeHUs. YCTaHOBNEHO BIMSIHNE TemMnepaTypbl Ha GU3NKO-MexaHuyeckme n tennodu-
3uyeckune ceoctea maTtepuana. Mpu ee ysenuderum ¢ 20 oo 1000 °C npoyHOCTb MaTepuana npm cxatum ymeHbluaetca ¢ 1388 oo
739 MMa. NosbiweHne Temnepatypsbl ¢ 25 0,0 400 °C BeoeT K pOCTY YAEbHON TENN0eMKOCTH 0T 427 o 596 Ax/(kr-K) n koadduun-
eHTa TennonposoaHocTn oT 2,35 o 3,41 B1/(m-K). MoawmnHnKm ckonbXeHns 3 4aHHOro MaTepmana ycnewHo npoLum pecypc-
Hbl€ U PeaKTOPHbIE UCMbITAHMS.

KnroveBble crioBa: KOMNO3ULMOHHBIN aHTUDPUKLMOHHBIN MaTepuals, NoOPOLLKN, AUCUnMung monnbaexa, aucynsdug monmbaeHa,
ropsiiee nNpeccoBaHmne, MUKPOCTPYKTYpa, MIOTHOCTb, MOPUCTOCTb, TBEPAAs CMa3ka, KoaPPULMEHT TPEHUS, Napa TPEeHUs, Npou-
HOCTb.
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MoSi,—MoS, composite antifriction material
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Abstract: A new high-temperature antifriction composite material 90 % MoSi, + 10 % MoS, was developed with a static friction
coefficientoflessthan 0.3. The materialis functional attemperatures up 1500 °C under neutronirradiationinaninertgas environment.
Modes of initial MoSi, and MoS, powder mixture preparation and hot pressing of the resulting charge in a vacuum induction unit
in graphite molds were worked out at a temperature of 1600-1650 °C, specific hot pressing pressure of 25 MPa, and holding for
1 h at these values of temperature and pressure. Tribotechnical properties of the material depending on the compression force
in the friction pair and on the counterbody material hardness were investigated. It was shown that the higher the compression
force and the harder the counterbody material in the friction pair, the lower the coefficient of friction. The effect of temperature on
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the physical, mechanical and heat-transfer properties of the material was established. As the temperature increases from 20 to
1000 °C, the material compressive strength decreases from 1388 to 739 MPa. An increase in the temperature from 25 to 400 °C
leads to an increase in the specific heat capacity from 427 to 596 J/(kg-K) and the coefficient of heat conductivity from 2.35 to
3.41 W/(m-K). Plain bearings made of this material successfully passed durability and reactor tests.

Keywords: antifriction composite material, powders, molybdenum disilicide, molybdenum disulphide, hot pressing, microstructure,
density, porosity, solid lubricant, friction coefficient, friction pair, fracture strength.
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BeeneHue

B coBpeMeHHOI TexHUKe (IBUraTrenecTpoeHue,
sIIepHasi DHEPreTHKa, PAaKeTOCTPOCHHE, XUMUIECKOE
MaIlMHOCTPOEHUE U JIP.) HEOOXOMUMBI aHTUDPUKIIH-
OHHBbIE MaTepuabl, padOTaIOIINE B aTPECCUBHBIX CPE-
nax, mpu BeICOKHX TemiepaTrypax (1000 °C u Oonee),
B YCJIOBHUSIX INIYOOKOIro BaKyyMa U BBICOKOTO yPOBHS
PaaroaKTUBHOIO U3JIYyYEHUSI.

IIpoGiema cozmanms aHTUPPUKIIMOHHBIX MaTePHU-
aJIoB JJISI pabOThI B y3JIaX TPEHUS pa3JIMYHOIro Ha3Ha-
YeHU S MOXET OBITh pellieHa C UCIIOJb30BaHUEM METO-
IIOB TIOPOIIKOBOI METAaJIJIypriu, KOTOPEIE TTO3BOJISIOT
MOJIy4aTh KOMITO3UIITMOHHbBIE aHTUDPUKIIMOHHBIE Ma-
tepualibl (KAM) ¢ IIUPOKMMHU BO3MOXHOCTSIMU IO
cocTaBy U MmopucTocTu. X cTpyKTypa IOJKHa OBITh
reTepOreHHO, MeJIKO3epHUCTON 1 OTBEYATh MMPaBUTY
Iapmu, T.e. IpeACTaBASITh CO00I coueTaHUE TBEPABIX
u 6oyiee MATKHX KOMIIOHEHTOB, IIPUYEM CaMBIM MSIT-
KM KOMITOHEHTOM aHTU(PUKIIMOHHOTO MaTepuaja
SABJSIOTCS Mopbl. OMpenensomuil mpu3Hak JaHHBIX
MaTepHuajioB — CpaBHUTEIBHO HU3KUI KO3 PUITECHT
cyxoro TpeHus (06b14yHo <0,3) 1 xopolias npupadaThl-
BaemMocTh [1, 2].

Llenp HacTos1Ielt paboThl — pa3padborka KAM, pa-
6oTocrocobHoro mpu TeMmnepaTtypax ao 1500 °C B ycio-
BUSIX HEUTPOHHOTO OOJIYYEeHUSI B Cpelic MHEPTHBIX Fa30B.

B HacTosmmee BpemMsl B Ka4eCTBE TBEPABIX CMa30K
IIMPOKO NpuMeHstoTcs rpadurt [1, 3—7], nucynbbun
MoaubaeHa [1, 3—6, 8, 9], auuTpun 6opa [1, 4, 10—13],
¢ropua kaaeuus [1, 3, 5, 14—16] u op.
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B cocraB paspabarbiBaeMOro KOMITIO3ULIMOHHOI'O
MaTepHaja JOJIXKHBI BXOIUTH XXapOoCTOKas OPUCTAs
MaTpulia U BBICOKOTEMIepaTypHasi TBeplash cMa3Ka.
B cBs3M ¢ TeM, UTO KOHTPTEJOM [JISI MOAIIMITHUKA
CKOJIBXECHMSI B HaIlleM ciIydae OyIeT CIYXUTh He-
TaJib U3 MoauoaeHoBoro criaBa TCM-7, To, ¢ yueToM
npenbsaBiasgeMblx K KAM TpeboBaHMii, B KauecTBE MaT-
pUIIBI OYEHb XOPOIIO MOAXOAMT TaKOoe TYTOIIJIaBKOE
coelMHeHMe, Kak aucuanuun MonudbaeHa (MoSiy),
UMEIOIIUNA HAMJIYUIIyl0 U3 BCEX IPOCTHIX CUIMIIM-
TIOB XapocToiikocTb. Temneparypa niasiaeHust MoSi,
coctapiset 2020 °C. B BoccTaHOBUTEAbHBIX, UHEPT-
HBIX M OKMCJIMTEIBHBIX razax MoSi, ycToituus 1o ¢ =
= 1400+1700 °C [17—19]. Ero BeICOKasI }kapOCTOUKOCTH
00ecreynBaeTcs 3allUTHBIM cjoeM SiO,, KoTopblit
dbopmupyerca Ha nosepxHocTu MoSi, npu oxkucie-
Hun [20].

AHanW3 JUTEPaTYpHBIX NaHHBIX II0Ka3aj, YTo
HauboJjiee MOAXOMSIIMI MaTepuaa AJS HCIOJb30-
BaHMUS B KayeCTBE TBEPHON CMa3KM B CO3TaBacMOM
KAM — nucynspun monubaena (MoS,). OToT Ma-
Tepuaja SIBJSIETCS ONHOW M3 HaumboJjee pacIlpocTpa-
HEHHBIX TBEPIBIX cMa30K. Jucy1bhua MoaudaeHa He
TOKCUYEH, HEe YyBCTBUTEJIEH K PalUOAKTUBHOMY W3-
JIYYeHMIO 1 00J1aiaeT BHICOKON XUMMUYECKOM CTaOUIb-
HOCTBIO. B cpefie MHEPTHBIX Ta30B B Ka4eCTBE TBEPIOM
CMa3K¥ OH MOXET MPUMEHSThCS BIJIOTH 10 ¢ = 1540 °C.
Hucynbdua MorubaeHa odecriedyrnBaeT HU3KU M KO3 (-
GUIIMEHT TPeHUS U He3HAYUTEIbHBIN N3HOC TPYIIINX-
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cd TIOBEPXHOCTEM, BBIIEPXKUBAS MPU 3TOM BBICOKHE
yIaeJdbHble HArpy3ku. McKIouuTeabHbIE CMa3bIBa-
folue cBoiictea MoS, B coueTaHUU C €ro BBICOKOM
TEePMUYECKOI CTAaOMJIBHOCTBHIO, KOPPO3MOHHOM CTOM-
KOCTBIO U XOpOUIeH aAre3suel K MeTaJJIM4YeCKUM IO~
BEPXHOCTSIM TIO3BOJISIIOT MCIOJB30BaTh MUCYIbGUI
MOJIMOIEHA JJII CO3MaHUsI KOMIO3UIIMOHHBIX CaMO-
cMasbIBalOIIMXCST MaTtepualioB. Jlydyiine aHTUPPUK-
LIMOHHbIE CBOMCTBA 00eCeYnBaloT nopomku MoS, ¢
4KCTOTOI He MeHee 98,5 % [1, 3—6, 8, 9].

Ha ocHoBaHUM BBIIIEU3I0XKEHHOTO MOXHO MpH-
3HaTh IE€PCNEKTUBHBIM ABYXKOMMOOHEHTHbIH KAM
Ha OCHOBE JUCUJIMIMAA MOJUOAEHA C TUCYJIbMUIOM
MOJINOIeHA B KaueCTBe TBepaoii cMa3ku. ComepKaHue
KOMIOHEHTOB B KAM MoXXeT U3MEHSITHCS B IIMPOKUX
npenenax. M3sectHel KAM 17151 paGoThl IIpU TemIie-
patypax g0 1300 °C Ha ocHOBE TyTroIJIaBKMX METaJIJIOB
(Mo, Nb, Ta, W) ¢ mobaBiaecHueM OIUCYIbDUIOB TaH-
HbIX MeTaioB (MoS,, NbS,, TaS,, WS,) B konuye-
ctBe 20—97 % [1]. YBenuueHue conepxanusi MoS, B
KAM BeneT K yMeHbIIeHNIO Ko PUIIeHTa TpeHus
U u3Hoca Marepuana. OObIYHO SIBJIEHUE CXBaTbIBAHUS
nap TpeHUsI YyCTpaHSIeTCs IPU BBEACHUM B MaTepua
5 % MoS,. OnHako manoe cogepxxaHne MoS; 8 KAM
He obecrieyrBaeT HEOOXOAUMBIX aHTH(PUKIITMOHHBIX
CBOWCTB, a ¢ MOBbILIEHHEM KosinyecTBa MoS, maTepu-
aJ yrpaumBaeT IIPOYHOCTHBIE cBOlicTBa. Kpome Toro,
nonyyeHue KAM, coaepxaiux 6onee 10 % MoS,,
TeXHUYECKU 3arpynHeHo. [IpumeHsisi cniekaHue Tof
IaBJIEHUEM WJIM Topsiiee IMPecCOBaHUE M MCIIOIb3YS
JOBOJIBHO KPyITHBIE TOpoiku MoS, ¢ pa3zMepoMm 4a-
CTULl O0KoJI0O 70 MKM, MOXHO IMOJy4YaTh MaTepUallbl,
conepxarne 1o 50—68 % MoS, [5, §].

B TexHonOrMYeCKOM TIpollecce U3TOTOBJICHUS
KAM 6oJblIy10 pojib UTPAET onepalusi NIpuroToBJie-
HHUS TIOPOIIKOBO# cMecH (IMXThI). OT Ka4ecTBa CMe-
IIWBAaHUS U TOYHOCTU HO3MPOBAHUSI MCXOOHBIX CO-
CTaBJISIIOIIMX MaTepualia 3aBUCIT €ero KOHEYHBI COo-
cTtaB U cBolicTBa. KauecTBO cMemMBaHMS MCXOIHBIX
TOPOIIIKOB ~ OMPENEeNIsIeTCs] BUIOM TIPUMEHSIEMOTO
o0opynoBaHUS U pexuMaMu cMmemuBaHus. C wuc-
MOJIb30BAaHUEM JJISI TIepeMEIIMBAaHMUS IIOPOIIKOB
MoSi, 1 MoS, GMKOHMYECKOTO CMECUTEIIA HE YAAIOCh
MOJIYYUTh TOPSYMM TPECCOBAHUEM KavyeCTBEHHBIC
o6pa3usl KAM. OHM oTan4yaanch BEICOKOM TTOPUCTO-
CTBIO M HU3KOHM MPOYHOCTHI0. MEeTOm TPUTOTOBIICHUS
IIMXTHl HA OCHOBE TaHHBIX TOPOIIKOB B IJIaHETAPHOU
neHTpobexHoil menpHuue «Pulverisette 6» (Fritsch,
TepmaHus) okazancg oueHb 3OHEKTUBHBIM U MO3BO-
JIUJT pellMTh MpoOsieMy KayecTBa ITOJy4yaeMoro aH-
TudpuKIMoHHoro marepuana. [lo pesyabraram aHa-

JIM3a TPOBEACHHEBIX TIpeIBapUTEIBHEBIX UCCICIOBAHWI
3a OCHOBY OBLI BBIOpaH COCTaB ITOPOIIKOBOM cCMecHU
90 % MOSi2 + 10 % MOSz.

MeToauka nposepeHus
nccnenoBaHumn

Jns co3maHUsl KOMIIO3UIIMOHHOTO aHTU(MPUKIIH-
orHoro Marepuana 90%MoSi,—10%MoS, wucmonb-
30Bajii TOTOBbIE NPOMBILUIEHHBbIE MOpolKu MoSi,
(TY 6-09-03-395-74) ¢ pazmepom yactui 20—40 MKM
u MoS, (mapka IM-1, TV 48-19-133-90) co cpeaHum
pa3MepoM YacTUIl 7 MKM M CYMMapHBIM COAePXKaHUEM
npumeceit (Si, Fe, Al, Ca, MoO;) menee 1 %.

[MluxTy TOTOBMIM TNEepeMEIIMBAHUEM WMCXOMTHBIX
MOPOIIIKOB B TJIAaHETAPHOI LIEHTPOOEXKHOW MEJIbHUIIE
«Pulverisette 6» TIpu cleAYIOMINX YCIOBHUSIX: CKOPOCTh
BpamieHusi GapabaHa — 150 muH " (cooTBeTCTBYET
LIEHTPOOEXXHOMY YCKOPEHHUIO 5 g), COOTHOIIEHUE
«mapsl : cMech» = 1 : 1, 6apabaH ¢ ¢GyTepoBKOil U3
tBepnoro cminaBa BKI15, maper cranpable (IIIX15),
BpeMst 00paboTku — 10 MUH.

M3 nonyyeHHON IIMXTHI TOPSIYMM IIPECCOBAaHUEM
W3TrOTaBJIMBAJIM 3arOTOBKU IJIsT oOpas3moB. lopsiuee
MpeccoBaHe 3aTOTOBOK IMPOBOIMIN B MHIYKIIMOHHO-
BaKyyMHOI YCTaHOBKE COOCTBEHHOM pa3pabOTKu
(fmax = 2200 °C) B rpaduToBbIX Npecc-(popmax 1o pe-
xumy: Harpes 10 1300 °C co ckopoctsio 25 °C/MuH,
BeIepxkKa 30 MuH, 3aTeM HarpeB mo 1600—1650 °C
co ckopocThio 20 °C/MuUH ¢ BbLAEpXKKOH 60 MUH mpu
yAeJdbHOM AaBjeHUU TpeccoBaHusd 25 MIla. Ilnot-
HOCTb TOpSIYENIPECCOBAHHBIX 3aIOTOBOK ONpPEACIsSIIN
METOIOM THUIPOCTATMYECKOI'0 B3BEIIMBAHMS B BOJIE
(F'OCT 18898-89).

W3 nonyyeHHbIX 3aroToBoK KAM wu3roraBiuBa-
JIX 00pa3mbl IJIs1 OIpeAeICHUs CICAYIOIMNX CBONCTB
MaTepurasa: aHTUPPUKIIMOHHBIX (KO3 HUIIMEHT Tpe-
HUS TIOKOS: 00pa3ubl J15X5 MM), GU3MKO-MEXaHU-
YecKUX (IIpemes MPOYHOCTH TPU CKATUH: O0Opa3Ilbl
J6x9 MM, Tipenes MPOYHOCTU TPU U3rube: 06pasIbl
5x5%35 MM) u Termno@u3nyecKUxX (TEIIOEMKOCTh:
obpa3uns P15x10 MM, TETJIONPOBOTHOCTL. 00Opa3Ibl
D15%5 Mm).

MexaHn4ecKy1o 00paboTKYy BHIMOJIHSIJIN Ha 3JIEKT-
pospo3noHHoM ctaHke JK 7732 (kommanust «Jlo-
MUHUK», T. YeJs10MHCK) (MOJMOAEHOBas MPOBOJIOKA
MO-1 guameTrpom 0,18 MM) ¢ ToCAEAYIOMIUM IIIUPO-
BaHHEM aJIMa3HBIM KpyTroM ¢ momaueit COXK.

OnpeneneHue Kko3hGUIIMEHTa TPEHUS MOKOS MPOo-
BOAMJIA Ha YCTAaHOBKE COOCTBEHHOII pa3pabOTKM.
IIpuHuum paboThl yCTAHOBKM IMOKa3aH Ha puc. 1.
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"~ O6pasusl 13 KAM

Puc. 1. [IpuHuMnInanbHas cxema paboThl yCTAHOBKU
IUTST oTipefieieHu st Koo duiimeHTa TpeHM sl ITOKOsI

Fig. 1. Process functional diagram of the unit
for static friction coefficient measurement

WcnpiTaHWs TPOBOAMIM IIPU KOMHATHOW TeM-
mnepaTrype IpH YIOEAbHBIX TaBIICHUSX CXaTus Ha
KoHTakTupywmyto napy ¢ = 0,5 u 1,0 MIla. B xone
WUCIIBITAHUM K KOHTAKTUPYIOILIEH Mape HOPMaJIbHO
NpUKIaabIBaeTCsl ycuaue cxarusi P, (KOHTPOJIUPY-
eTcsd auHamoMeTpom cxatuss JJOCM-3-0,05 (Tou-
npubop, r. HoBocubupck)). TsaroBoe ycuiane (KOH-
TpoaupyeTcsd nuHaMoMeTpoM pacTtsaxkenus JJOP-3-0,1
(ITetBec, . CankT-IleTepOypr)) BbI3bIBAET CABUT MO~
BUIKHOTO 0oOpasia (KOHTpTeja) OTHOCUTEJIbHO He-
noaBUKHBIX oOpaszuoB u3 KAM. MowmeHT caBura
orpezensieTcs Mo MokKa3aHWsM WHIMKATopa C OIHO-
BpeMEHHOI ¢dukcalyeid Ha JUHAMOMETpPE pacTsIXke-
HUS YCUINS CIBUTA (CUJIBI TPEHUS f).

IMonBu>XHEIE 06pa3libl B BUAC TNIOCKUX IIJIUTOK C
pasmepamu 60x30x9 MM (o 5 mIT.) OBUIM M3TOTOB-
JIEHBI TpeX BUAOB — U3 ctanu Y8, ctanu 12X18HIOT
u MonubaeHosoro ciuiaBa TCM-7 (Mo + 0,1 % Ta).
B kauecTBe HemOABUXKHBIX 00pa310B (BCETO UCITLITA-
HHI 10 mIT.) ciyxumiia mapa oopasmnos u3 KAM.

KoappuumneHT TpeHUus TOKOoSI pacCUYUThIBAJICS IO

dopmyne
u=s/2Pey),

rae f— cuijia TpeHUs MoKos, P,
JIhe cxKaTusl o0pas31oB.

HMcnbiTaHug 1O oOmNpeAeseHUI0 Tpeaesaa Mpoy-
HOCTU TIpU MOMEPEeYHOM HU3rude MNPOBOIMIMU TIO
I'OCT 20019-74 Ha paspsiBHO# Mammae MP 5047-50
(3aBonm ucmbITaTeNbHBIX MPUOOPOB, I. MBaHOBO) CO
CKOPOCTBIO TIepeMelIeH sl TTOABUXHOIO 3axBaTa Ma-
IWHBI 2 MM/MUH U PACCTOSTHUEM MEXIy OIlopaMu
30 mMm. McnbiThIBasoCch 1o 4 06pa3ia npu Kaxaou us
Tpex Temneparyp: 20, 150 u 300 °C.

HcnpiTanus Ha cxarue BoIIONHSAU Tipu ¢ = 20,

@

— HOpMaJibHOE yCH-

500 u 1000 °C (1o 5 06pa31oB Ha KaxXa0i TeMIiepary-
pe) Ha ucnbITaTeIbHOM MaluHe «Instron 5984» (Inst-
ron, CIIIA) co CKOpOCTbIO IepeMelIeHUs] TPaBepChl
1 MM/MWH, YTO COOTBETCTBYET CKOPOCTHA OTHOCUTEITb-
Hoil nedopmarnn € ~ 1,410~ ¢!, Harpes o6pa3ios
IIPY UCIIBITAHUSIX Ha CXaTHe IMPOBOAMIN B TIEYN MO-
nenu SF-16 2230.

HWcnplTaHus MO OMpeneeHUI0 yIeabHON Te-
naoemMmkoctTi KAM mnpoBoauiyv B COOTBETCTBUM C
I'OCT 23630.1-79 Ha u3MepuUTeNe TEMJIOEMKOCTHU
WUT-c-400 (mpubopocTpoUTEeNbHBIN 3aBOM, I. AKTIO-
ouHck, KazaxcraH), a KO3(OUIMEHT TEILJIOIPOBOI-
HocTu onpenenstiu B coorBerctBuu ¢ FTOCT 23630.2-79
Ha usmepuTese rerornposogHocT UT-A-400 (ToT Xe
IIPOU3BOIUTEB).

Muxkpoctpyktypy KAM uzyyanu Ha ONTUYECKOM
mukpockore «Axiovert 200 MAT» (Carl Zeiss, I'epma-
HUSA).

Mukpoiaudsl ObIIM U3rOTOBJIEHBI MO METOAU-
Ke Struers Ha HIU(POBATBHO-TMIOJIUPOBAJILHOM CTaH-
ke «LaboPol-5» (Struers, Jlanus) ¢ ucrmoab30oBaHUEM
OPUTHHAJILHBIX PAacXOZHBIX MaTepuaioB. TpaBlieHUe
LT OB HE MPOU3BOAUIIOCD.

HccrengoBanme IOPUCTOCTH OCYIIECTBIISIM Ha
ONTHUYECKOM MUKpocKore «Axio Observer.Alm» (Carl
Zeiss, T'epMaHus1) ¢ NMpUMEHEHUEM CUCTEMBI aHa-
nn3a usobpaxennii «BumeoTect-Merann 1.2» mo
I'OCT 8233-56.

TBepoocTs MarepuasioB KOHTpTed nmo Bukkep-
cy (HV) ompenensinu Ha TBepmometrpe UT 5010 (3a-
BOJA HUCIIBITATeJbHBIX IpuOoOpoB, I. MBaHOBO) IO
I'OCT 2999-75 npu Harpy3ke 49,03 H (5 xrc).

Pe3ynbrathl u UX 00CyXaeHue

N3 muxter 90 % MoSi, + 10 % MoS, ropsiunum
IIpeccoBaHWEM OBIJIM TIOJYYEHBI 3arOTOBKU B BHUJE
uuauHapoB J40x12 mm (1 wt.), P40x18 MM (2 1IT.)
u TuractruHa 80x50%5,5 MM (1 1MIT.), U3 KOTOPBHIX ME-
TOJOM BJIEKTPOSPO3MOHHOU PE3KU C MOCIEAYIOIIUM
aJIMa3HbIM LLIMGOBaAaHWEM U3rOTOBUIM 00pa3Libl 115
oIpenesieHnss TPUOOTEXHUICCKUX, (PH3MKO-MEXaHM-
yecknx U tenjodusndeckux cpoiictB KAM. Ilnot-
HOCTbB 3arO0TOBOK cocTaBJjsiia 6,11—6,41 r/CM3.

Mertannorpadudyeckue MCCICIOBAHMUS TOKa3aiu,
yto KAM unmMmeeT ogHOPOJHYIO NBYX(ha3HYIO CTPYyK-
TYpy C PaBHOMEPHO PAaCIPENCICHHON MOPUCTOCTHIO
(puc. 2), 9TO IIOJHOCTBIO OTBEYACT TPEOOBAHMUIM K
CTPYKTYpe aHTUPPUKIMOHHOIO Marepuajia ¢ Cy-
Xoil cmaskoii. Ciaeabl XMMUUYECKOT0 B3aMMOJIEHCTBUS
MEXJy OCHOBOM M TBEPOOM CMAa3KOM B BUAE IIOCTO-
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poHHMX a3 WIM BKIIOYEHUN B XOIE MCCIeIOBaHUMI
HE BBISIBJICHBI.

IMopucrocts KAM cocraBnsier 13,5 %.

YcraHOBJI€HAa 3aBUCUMOCTh TPUOOTEXHUUYECKMX
cBoiicTB KAM ot Harpy3ku 1 MaTepuaja KOHTpTela B
nape TpeHus (Tadi. 1).

Kak BunHo u3 tabi. 1, pazpadoranHbiit KAM ynoB-
JIETBOPSIET TPEOOBAHUAM K aHTUMDPUKIIMOHHBIM Ma-
TepuanaM (koadduiiueHT cyxoro tpeHus p < 0,3 [2]).

IToka3aHo, 4TO C yBeJIMYEHUEM YCUJIMS CKATUSI B
nape TpeHUs KO3(GEPUIUEHT TPEHUS YMEHbIIAETC.
OH TakXe yMEHBIIIAeTCS C IMOBBIIICHUEM TBEPIOCTHU
KOHTpTeJa B Iape TpeHus. OCOOeHHO MOJOXUTEIbHO
BiuseT MoS, Ha mpolecc TpeHU s CTaJei 1 CIJIaBoB, B
COCTaB KOTOPBIX BXOAUT MOJINOAeH [4, 5, 8].

I[ToMrMo xopommx TPUOOTEXHUYECKMX CBOMCTB
KOMITO3UIIMOHHBIM aHTUDPUKIIMOHHBII MaTepuall J10J1-
KEH 00y1amath (PU3NKO-MEXaHWYSCKUMU U TeIIODH-
3MYECKUMU XapaKTEPUCTUKAMU, JOCTATOYHBIMU IS
o0ecrieueHUsI BBICOKMX 9KCIUTyaTallUOHHBIX CBOHCTB
MaTepHrasia BO BceM Iralia3oHe padodrx TeMIlepaTyp.

Pesynbrarsl ucnbiTaHuil obpasioB u3 KAM mnpu
CXaTUW U Ha MOMEepPeYHBbI U3rM0 MpPU pPas3iIUYHBIX
TeMIiepaTypax MpuBeaeHbl B Ta0. 2. B xone ucmbiTa-
HUI BBISIBJICHO, YTO JJis JaHHOIO MaTepuaja Xapak-
TEPHO XPYITKOE pa3pylIeHUe.

YCTaHOBNEHO, YTO C MOBBILIEHUEM TEeMIIepaTyphbl
npoyHocTh KAM cHuxaetcs. [lpakTudyecku, mpoy-
HOCTb JAHHOTO Marepuaja Mpu CXaTUU Ha MOPSIOK
BBIIIIE MPOYHOCTH MTPU U3TUOE.

I'maBHBIM HEZOCTaTKOM MeETaJIOKepaMUUYECKUX
KOMIIO3UIIUH SIBJISIIOTCS XPYNKOCTb M HU3KAs MPOY-
HOCTb MPU U3TUOE U PACTIKEHUU, YTO HE MO3BOJISIET
W3roTaBJIMBaTh U3 HUX JETaJIU B BUIe BajoB. Mcroib-
30BaHUE BaJIOB U3 BHICOKOTEMIIEPATYyPHBIX CIIJIABOB C
METaJUIOKEPAMUYECKUM TOKPBITUEM B COYETAHUU C
BTYJIKAMU W3 METAJJIOKEPAaMUKU SIBISETCS OJHUM U3
nyTteil obecrieyeHUsT HOpMaJIbHOM pabOTHl MOMIIUII-
HUKOB CKOJIbXEHU S MPU BBICOKUX TemmepaTypax [5].

IIpn paboTe MOPUCTHIX MOAIIMITHUKOB CJEIYET
YUUTHIBATh TaKXe pPa3iuyusl B TEIJIONPOBOJHOCTH,
MpupadaThIBAEMOCTH U IPYTUX CBOWCTBAX MOPUCTHIX

Puc. 2. Mukpoctpykrypa marepuana 90%MoSi,—10 % MoS, npu pa3HbIX yBeJIUYEHUSIX
1 — ocHoBa MoSi, (cBetnas da3za); 2 — TBepaas cmaska MoS, (dha3a ceporo 11Beta); 3 — opbl (TeMHasi COCTABISIOLIAsT)

Fig. 2. 90%MoSi,—10 % MoS, material microstructure at different magnifications
1 — MoSi, base (light phase); 2 — MoS, solid lubricant (grey phase); 3 — pores (dark component)

Tabnuua 1. KoadppuumeHT TpeHns nokos A pasHbix Nap TPeHUs B 3aBUCUMOCTM OT YCUIINS CXATUS
W MaTepuana KoHTpTena (cpeaHee u3 5 uamepeHui)

Table 1. Static friction coefficient for different friction pairs depending on compression force and counterbody material
(average of 5 measurements)

XapaKTepUCTUKHU MOABUKHOM IIACTUHBI (KOHTpTeI0) | KoadduiimeHT TpeHus MoKos pu yaeAbHbIX JaBICHUSIX CKaTUS
Marepuan Tsepnocts o Bukkepcy, MIla 0,5 MIla 1,0 MIla

Crans 12X18H10T 1736 0,297 0,297
Crainb V8 2022 0,292 0,289

Momu6aen TCM-7 2322 0,279 0,257

40
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Tabnuua 2. MpoyHocTb KAM npu cxaTum n nonepe4yHoM uarube npu pasnuyHbIX Temneparypax
Table 2. Compression strength and cross bending strength of antifriction composite material at different temperatures

IIpounocts KAM, MIla

MpU CKaTUU (CpeaHee U3 S UCTTBITAaHUI)

TIpU TOTNIePEeYHOM U3Tuoe (cpeaHee U3 4 UCTIILITAaHUI)

20°C 500 °C 1000 °C

20°C 150 °C 300°C

1388 1264 739

145 136 126

M JUTBHIX MaTepuasioB. OTBOI TeIlJla MMeEeT BaXXKHOE
3HaYCHHE, OCOOCHHO IIPYW OOJIBIINX CKOPOCTSIX Bpa-
meHus Baja. TemJonpoOBOMHOCTh ¥ TIOPUCTHIX MaTe-
pMaJIOB MEHbIIIE, YeM Y JIMTHIX, YTO MIPUBOAUT K CHU-
KEHUIO ISl HUX TIpeaeIbHBIX HATPY30K IIPH OOJIBIINX
cKopocTix [2].

B pesynbTaTe mpoBeAeHHBIX UCCAEAOBAHUI B 11a-
ma3oHe TeMIieparyp 25—400 °C mna KAM ycraHOBIIC-
HO, YTO 3HaAYe€HU S yaeabHOU TeroeMKocTu (C) u Ko-
adduIreHTa TEMIONPOBOAHOCTH (A) UBMEHSIOTCS 1O
nuHeiHbIM 3akoHaM (C = 0,451z + 415,74, A = 0,0029¢ +
+ 2,27, rne t — Temnepatypa, “C) ot 427 1o 596 Ix/(xr-K)
u ot 2,35 mo 3,41 Br/(M*K) cooTBeTCTBEHHO.

Pa3paboTaHHBII KOMITO3ULIMOHHBIA AaHTUDPUKIIA-
oHHbIN MaTepuan 90%MoSi,—10%MoS, 66l ncToNb-
30BaH B KauyecTBe MaTepualia MOAIIUITHUKOB CKOJIb-
KEHUSI B COCTaBe YCTPOICTBa, 00OECIEUYMBAIOIIETO
BO3BPaTHO-ITOCTYTIATEIbHOE IBUKEHWE U3 B Ha-
npaBJIsiiolleii Tpyoe u3 monubaeHosoro criaBa TCM-7
npu Temneparype 1270 °C B cpele MHEPTHOIO Tasa.
TMomImMIMHUKY CKOJIBKEHMSI B COCTaBE MaKETOB YCIIEIII-
HO IIPOLIJIM PECYPCHBIC U peaKTOPHbIE UCTIBITAHUS.

3aknuyeHue

B pesynbprate ImMpoBeACHHBIX HMCCICOOBAHUMA pas-
paboTaH BBICOKOTEMIIEPATYPHBI KOMITO3UIITMOHHBIN
aHTUDPUKLMOHHBIM CaMOCMAa3bIBAIOIIUIICA MaTEpU-
an 90%MoSi,—10%MoS,. On pabotocriocobeH mpu
temriepatypax 1o 1500 °C B cpeae nHepTHBIX Ta30B B
YCJIOBUSIX HEHTPOHHOI'O O0TyYEeHMUS.

INokazaHo, 9YTO JaHHBIN MaTepuajl MMEET OIHO-
pomHyIo AByX(a3Hyl0 CTPYKTYpy C paBHOMEPHO pac-
npeaeJeHHoR mopucTocThio. Ero TpuboTexHuyeckue
CBOICTBA YIOBIECTBOPSIOT TPeOOBaHUSIM K aHTH-
dpuKIIMOHHBIM MaTepuanam (U < 0,3).

YcraHoBeHa 3aBUCUMOCTb KO3(dULIMEeHTa Tpe-
HHUS OT YCUIIMS CXKATHsI B ITape TPEHUS ¥ OT TBEPOOCTH
Marepuaja KOHTpTea B mape TpeHus. Yem BbllIe ycu-
JIMe CXaTHs M TBepxXe MaTepual B mape TpeHUs, TeM
MeHbIIIe KO3(PGUIIUEHT TPEHUS.

IIpoyHOCTh MaTepualia IIpU HArpeBe CHMUKAETCS:
ot 1388 no 739 MIla mpu Harpese ot 20 no 1000 °C nipu
cxatuu 1 ot 145 go 126 MIla npu Harpese ot 20 10
300 °C npu norepeyHOM U3ruoe.

B untepBane temmneparyp 25—400 °C 3HaueHus
VIETbHON TEMJI0eMKOCTH U KO3 dUIIMeHTa TEIJIo-
IIPOBOAHOCTY MaTepuaJjia yBeJIMYMBAIOTCS 110 JIMHEM-
HbIM 3akoHaM (C = 0,451t + 415,74, A = 0,0029¢ + 2,27,
rae t —remmneparypa, °C) ot 427 no 596 JIx/(kr-K) u ot
2,35 no 3,41 Bt/(M-K) cooTBeTCTBEHHO.

Pa3paboraHHbIii MaTepyaa MUCIOJb30BaH B Kaye-
CTBE TONIIUITHUKOB CKOJIbXEHUST B COCTaBe YCTPOIi-
cTBa, paboratouiero npu ¢ = 1270 °C B cpene MHEPT-
HOro raza. B cocraBe MakeTOB U ONBITHBIX 0Opa31oB
MOAIIUITHUKN CKOJIbXEHUST YCIICITHO TMPOILIN pPe-
CYPCHBIE U PEaKTOPHBIC UCIIBITAHUSL.

Ilo pesyabraTaM paGOTHI IOJYYEHBI MATEHThI Ha
BBICOKOTEMIIEPATYPHBIN aHTUGPUKIIMOHHBIA MaTte-
puai [21] u cnoco6 ero u3rotosiaeHus [22].
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AHHOTauumsa: ViccnenoBaHo BAnsiHMe 006aBOK XpoOMa Ha CTPYKTYPY, MexaHMYeckne CBOMCTBA U aAre3unio crniaaBoB, NpeaHasHa-
YEHHbIX AN UCMO/Ib30BaHMS B KA4€CTBE CBSA3KU MeTasioasiMasHbix KoMno3uToB. MopowkoBsie cmecu Cu—Cr 6bin nomyyeHsl
MEeTO[O0M BbICOKO3HEPreTMYeCcKor MexaHmnyeckor o6paboTkm B NnaHeTapHoi ueHTpobexHon MmenbHuue. Takas ob6padoTka no-
3BOSIMNA NoNy4YnTh AByxdasHble nopolku B cucteme Cu—Cr ¢ paBHOMEPHO pacrnpefefieHHbIMU CyOMUKPOHHBIMY YacTuuamu Cr.
KomnakTHble 06pa3ubl coctaBa Cu-X%Cr (roe X = 10, 30 1 50 %) 66111 NONy4YeHbl METOLOM rOpPsYEro NpeccoBaHns. YCTaHOB-
JIEHO, YTO MaKCMMaslbHbIMU MEXaHUYECKNMU CBOCTBaMU obnaaanu kKomnakTHele o6pa3subl coctaBa Cu—30%Cr (B 9 pas BhliLLE,
4eM y 4YucTon meamn). B aTux cnnaBax peanuayeTcs ynpoyHeHne no mexaHmamy Xonna-rertya. NonyyeHHble cniasbl UMEKOT O -
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Effect of chromium addition on the copper binder structure,
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Abstract: The study covers the effect of chromium on the structure, mechanical properties, and adhesion of alloys used as
a binder for metal-diamond composites. Cu-Cr powder mixtures were obtained by high-energy ball milling in a planetary
centrifugal mill. This process was used to obtain two-phase Cu-Cr powders with uniformly distributed submicron Cr particles.
Cu-X%Cr compact samples (where X = 10, 30 and 50 %) were obtained by hot pressing. It was found that Cu-30%Cr compact
samples showed the best mechanical properties (9 times higher as compared to pure copper). These alloys feature a hardening
mechanism based on the Hall-Petch law. The resulting alloys have a homogenous ultrafine structure, which results in high
ultimate bending strength (2330 MPa). Chromium addition to the copper binder considerably increases its adhesion to diamond
in metal-diamond composites due to chemical interaction between chromium included into the binder and diamond carbon with
Cr3C, carbide formation.

Keywords: composite material, synthetic diamond, powder metallurgy, strength.
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BeeneHue

PasBuTHe W MOBBHIIIEHWE MOIIHOCTH COBpPEMEH-
HBIX YCTPOWCTB, IPUMEHSIEMBIX B MUKPO3JIEKTPOHU-
Ke, IPMBOIUT K YKECTOUCHUIO TpeOOBaHUI K TEIIJIO-
paccerBalOIINM MaTepHrajaM U uX cBoiicTBam. Jlaxke
METaJIJIbl C CAMOM BBICOKOW TEIJIONPOBOAHOCThIO —
cepeopo (430 Bt/(mMK)), mens (400 Bt/(M-K)) u anro-
muHui (230 Br/(M'K)) — He cmocoOHBI 00eCIIeYnTh
HaJeXHYy0 paboTy HpuOOpPOB BBICOKOM MOIIHOCTHU
B 9KCTpPeMaJIbHBIX ycioBusaX. HaunHasa ¢ cepeanHbl
1990-x TomoB MHTEpPEC YUCHBIX BO BCEM MUPE CTaIU
MpPUBJIEKATh KOMITO3UIIMOHHbBIE MaTepUaJibl HA OCHO-
Be Cu—C, rae yrjiepon Mor ObITh MPEACTaBJICH B BU-
Ie aixMmasa, rpacduta wind B coctaBe DLC-TTOKpBITHIA
[1-5]. TToMUMO BBICOKOU TEMJIOMPOBOAHOCTU 00EUX
COCTaBJISIIONINX TaKWX KOMIIO3UTOB, K UX ITOCTOMH-
CTBaM MOXHO OTHECTH BBICOKYIO TEXHOJIOTHMYHOCTH
U BO3MOXHOCTb MOJYYEHUS DPa3IUYHBIMU METOAA-
MU — TaKHMMM, KaK ITOPOIIKOBas MeTaJLIyprus, WH-
GuabTpanus, 3JIEKTPOJUTUUSCKOE OCaXACHUE W .
[6—11]. OTcyTCTBME XMMUYECKOIO B3aUMOIAEUCTBUS
B CHCTEM€ MeIb—YyTJepoHd, C OMHOW CTOPOHBI, OYEHb
0JIarONIPpUATHO C TOYKM 3PCHUSI COXpPAaHCHUS ajiMa3a
U HEAOMYILIEHHUS ero nepexoja B rpacuTOBYIO MOIU-
¢uxauwuio [12], a ¢ Apyroit — cTaHOBUTCSA HEAOCTAT-
KOM B aJre3nyd MeXIy KOMIIOHCHTAaMU KOMIIO3HUTA.
M3-3a OTCYTCTBUSI CMauMBaeMOCTHU ajiMa3a MeIblo Ha
rpaHMIIe pa3fesia MOTyT CKalJuBaTbCsl MUKPOCKOI M-
yecKue nedeKTHl, MOPhl, KOTOPEIE CHJIBHO yXYAIIa-
0T TermaoU3NYeCKUe XapaKTePUCTUKU KOMIIO3UTOB
«wenb—anamas» [13—15].

TpanuIIMOHHBIM ITOAXOIOM, IIO3BOJISIOIINM ITIOBBI-
CUTb aITe3UI0 MEU K aJiMa3y, SIBJSeTCs JeTupOBaHe
MaJbIMU KOHIIEHTPALUSIMU CUJIBHBIX KapOumooopa-
3youx MeTaaaoB [16—19]. OnuH u3 Hauboiee Moa-
XOASIIUX KOMIIOHEHTOB MIJisl PelIeHUs JaHHOU 3aaa-
YM — XPOM, TaK KaK OH UMeeT JOCTaTOYHO BHICOKYIO
TernaonpoBogHocTh: 90—95 Br/(Mm-K).

K HemoctarkaM XpomMa MOXHO OTHECTH KpaliHe
HU3KYI0 B3aMHYIO0 DPacTBOPUMOCTb C MEIblO, YTO
3aTpyaHsIeT mojaydeHue criaaBoB Cu—Cr ¢ BBICOKUM
YPOBHEM MeXaHWYECKUX CBONCTB M PABHOMEPHOCTHIO
pacnpenesieHus1 KOMMOHeHTOB. OnHaKo JaHHas Mpo-
01eMa MOXET OBITh pellieHa, €CJIM MaTPUIHBIN CILIaB
JUTST TIOTEHIIMAJTbHBIX METaJI0aJIMa3HBIX KOMIIO3U-
TOB IOJy4YaThb METOIOM ITOPOIIKOBO MeTaJlJ1ypruu:
BBICOKORHEPIeTUYECKOM MeXxaHM4YeCcKoi 00paboTKoit
(BOMO) 371eMEHTHBIX MOPOIIKOB B IUIAHETAPHBIX
LIEHTpoOeXXHbIX MeJbHULIax (ITLIM).

Lenrsio maHHOI pabOTHI SABJSJIOCH UCCACIOBAHUE
pPa3NIUYHBIX KOHIIEHTpAIUii XpoMa Ha CTPYKTypy U
MexaHu4deckue cBoiicTBa cruiaBoB cucteMbl Cu—Cr,
a TaKXe KauyeCTBEHHOE CpaBHEHME aJre3uu pa3pado-
TaHHOTO CIUIaBa U YUCTOW MEM K ajiMa3sy.

UcxopHblie maTepuansl
M MEeTOAUKU uccnenoBaHui

B kauecTBe UCXOOHBIX MaTEpUaJIOB UCIIOJIb30BaIU
ropomku Meny Mapku [IMC-1 (OAO «YpansnekTpo-
Melb», CPEIHUI pa3Mep YacTull 35 MKM), XpoMa Map-
ku [IM-DPX (AO «ITonema», cpemHMit pa3Mep YacTHIL
40 MKM) ¥ MOHOKPHMCTaJUIMYECKOTO ajMa3a MapKH
SDB1000 («Element Six», KpyrmHOCTB 40/45 Me).

CMelllMBaHUE METaIIMYECKUX MOPOIIKOB IPOBO-
aunn B I1LIM «AkTtuBatop-2s» (3A0 «AKTHBaTOp»,
Poccus) ¢ yactoToii BpalieHus 6apabaHoB 694 06/MuH,
OTHOIIICHMEM MAacChl Pa3MOJIBHBIX Tel K Macce Mo-
pomika 15 : 1 1 mpomomkuTenbHOCThIO 30 MuH. JlaH-
HBIA peXUM CMEIIMBAaHMS 00ecCIeYrBaeT IOJyUYeHUe
MEJIKO3epPHUCTHIX MOPOIIKOBBLIX cMeceli Ha ocHoBe Cu
¢ ogHOpomHoIt cTpykrypoit [20]. ITopomok airma3za
BBOAMJIM B TOJYYEHHYIO CMECh C MTOMOUIbIO Jabopa-
TopHoro cMecurteis «Turbula» (OOO «BubpoTexHUK»,
Poccus).
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Topsiuee nmpeccoBanue (I'TI) mopoIlIKoBeIX cMeceit
npoBoaunau Ha yctaHoBke DSP 515 SA (Dr. Fritsch,
I'epmanust). Temneparypa I'TI cocraBnsina 950 °C, naB-
JIeHUe TIpu MakcumaabHoi Temmepatype — 35 MIla,
BpeMSI BBIACPKKHU — 3 MUH.

Ipenen mpoyHOCTH MpU U3TUOE U3MEPSIJIN HA YHU-
BepcaJibHOI cepBoruapasinueckoin mamuHe LF-100
(Walter + bai, IlIBeiiliapus) ¢ BHEIIHUM ILIHM(POBBIM
koHTposnepom (EDC). Onpenenenue 3HaueHU mpe-
JieJla TPOYHOCTU OCYILIECTBJSIIA C MCIOJIb30BAaHUEM
MIPOrPaMMHOTO 00ecreYeHMsI, ITO3BOJISIONIETO BbI-
TMOJTHSATh aBTOMAaTUYECKY10 PETUCTPAIINIO U CTATUCTU-
YecKylo o0paboTKy pe3yJbTaTOB MUCHBITAHUS (TIPOT-
pamMma «DIONPro»).

Muxkpoctpyktypy nopoinkoBbix u ['TI-o0pa3sios
HCCJIEIOBAJIM Ha CKaHUPYIOIIEM 2JIEKTPOHHOM MUK-

100 MKm

100 faxta

pockorne S-3400N (Hitachi, Anonus). Ias onpenene-
HHUS $Ha30BOTO COCTaBa C MOMOUILIO TU(ppaKTOMETpa
«Bruker B8 Phaser» (Bruker, CIIIA) 06111 CHSITHI pEHT-
reHorpamMmmbl o0pa3sioB B Cu-uznyyeHuu. O0padboTKy
pEHTreHoTrpaMM M UAeHTUGUKALNIO (a3 ITPOBOIMIIN C
nomo1kio mporpammel «Diffrac. Eva» (Bruker, CIIIA).

Pe3ynbraTthl 3KCNEPUMEHTOB
n ux oocyxaeHune

Jst OLeHKM pacipeneiieHus JeTHMPYIOIUX KOM-
IIOHEHTOB MCCIICA0BAIN CTPYKTYPY 1 (Da30BHIi COCTAB
MOPOLIKOBLIX cMecel mocjie 0opadoTku B ITLIM.

IIpu BOMO moOpoIIKOBBIX CMeceil MPOUCXOAUIIO
neopMUpPOBAaHUE MCXOAHBIX YACTHUI[ MEIUM U XPO-
Ma ¢ (QopMUpPOBaHMEM KOMIMO3UIIMOHHBIX TpaHyJ

Puc. 1. CtpykTypsl nopoukobsix cMeceit Cu—Cr nocie BOMO

Conepxanue Cr, % — 10 (a), 30 (6) u 50 (¢)

Fig. 1. Structures of Cu—Cr powder mixtures after high-energy ball milling

Cr content, % — 10 (a), 30 (6) and 50 (8)
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pasmepoM 30—100 MKM B pe3yjbTaTe MNPOTEKAHUS
MIPOIIECCOB XOJIOAHOM CBapKM, YTO XapaKTEpHO JIs
TUTACTUYHBIX MeTasoB [21]. YacTuilkl mopomkoBoi
cMecu Cu—10%Cr xapakTepru30BaauCh OOJBIIUM KO-
JIMYECTBOM PaBHOMEPHO pacIipedeeHHBIX XPOMOBBIX
mpocioek TommuHoi 1—10 mxm (puc. 1, a). C yBe-
JIMYEHWEM KOHIIEHTpalluu XpoMa KOMITO3UIIMOHHBIE
rpaHyJibl MpuoOpeTanu 0ojiee OJHOPOAHYIO MEJKO-
3epHUCTYIO CTPYKTypy (puc. 1, 6, 6). [lpu ananuse
¢dazoBoro cocraBa (puc. 2) ObIJIO YCTAaHOBJIEHO, YTO
B3aMMHOI'0 PacTBOPEHUSI KOMITOHEHTOB Ipu BOMO
He 0b110. MHTEeHCUBHOCTH ITMKOB, COOTBETCTBYIOIIMX
dazam Cu u Cr, 3aBUCEIN OT KOHILIEHTPALIMX KOMIIO-
HEHTOB B CMECH.

M3 mosy4eHHBIX MOPOIIKOBEIX CMeceil METOIOM
I'TT OblmM M3rOTOBJEHBI KOMIIAKTHBIE OOpa3lbl U
ornpeaeseHbl 3HaYeHUsI TPOYHOCTU TNpU M3ruode (cm.
tabmuny). CpaBHeHHE MPOYHOCTU IIPOBOIMIIN C YU-

o o Cu
= +Cr
(0]
]
5 |
5[50 % cr P - *
é o (o) o ©O
o
=
M
5 |30%cr
jeu] et sttt ™ gt e
(0]
=
<
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T T T T T T T T
10 30 50 70 90

20, rpajg
Puc. 2. PeHTreHOrpaMMblI IIOPOLIKOBBIX CMeCeii

Cu—X%Cr nocie BOMO

Fig. 2. X-ray diffraction patterns of Cu—X %Cr powder
mixtures after high-energy ball milling

MpouHocTb npu n3rnbe M-o6pasuos Cu—X%Cr
Bending strength of Cu—X%Cr hot-pressed compacts

CocraB Oysp MIla

Cu [20] 250 £90
Cu—10%Cr 2150+ 90
Cu—30%Cr 2330 £ 20
Cu—50%Cr 1640 + 80

CTOM MEJIbIO, TMOJYYEHHOU MO aHAJIOTUYHOW METOAUKE
(BBMO + I'T) [20].

Jlob6aBKa XxpoMa IIPUBOIUT K 3HAYUTEIBHOMY PO-
CTY IPOYHOCTU. 3aBUCUMOCTb Ipefiesia MPOYHOCTH OT
KOHIICHTPAIlMX XpOMa MMEET SKCTPeMaIbHBIN Xapak-
Tep ¢ MakcumymoM 1ipu 30 % Cr.

Ha puc. 3 npuBeaeHbl MUKPOCTPYKTYpbl I'TI-06-
pasuoB crmaaBoB Cu—Cr. O0macTé CBETJIO-CEPOro
IIBeTa Ha HUX COOTBETCTBYIOT MEAHOU (pa3e, TEMHO-
cepble — xpomoBoit ¢a3ze. B uenom, npu I'Tl Hacne-
IyeTCsl MUKPOCTPYKTYpa ITOPOIIKOBBIX I'paHyJ, 4TO
CBSI3aHO C OTCYTCTBHEM B3aMMHOM pPacTBOPUMOCTH
KoMmoHeHToB Ipu ¢ = 950 °C u GJI0KUPOBKOK AUD-
(Gy3MOHHBIX TIpolieccoB Ha rpaHunax pasaena Cu—Cr.
JlaHHass 0COOEHHOCTh CMJIABOB, CyNs MO BCEMY, MPU-
BOJIUT K COXPAaHEHUIO MEJIKO3EPHUCTON CTPYKTYPhI U
MHOTOKPAaTHOMY TOBBIIIEHUIO MPOYHOCTHU IO CpaB-
HEHUIO ¢ YUCTOU Meablo 1o MexaHusMy Xosnaa—Iler-
ya. B o6pasue Cu—10%Cr 3epna Cr pasmepom 0,5—
10 MKM pacmoJioxXeHbl B MeIHO# MaTpuile (cM. puc. 3,
a). B o6pasuax Cu—30%Cr u Cu—50%Cr He HabJ10-
laeTcs TIpeoOsagaHUe KaKoOW-TMO0O CTPYKTYpPHOM
cocTapJisonieit. JlaHHbIe CIIaBbl UMEIOT YIbTpaMe-

Puc. 3. N3o06pakeHuss MUKpocTpyKTyphl I'TI-o6pa3uoB cniaBoB Cu—Cr

Conepxanue Cr, % — 10 (a), 30 (6) u 50 (6)

Fig. 3. Microstructure images of hot-pressed compacts made of Cu—Cr alloys

Cr content, % — 10 (a), 30 (6) and 50 (8)
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kopucnepcHoe ctpoeHue (500—600 HM) U comepkar
OTIEeJIbHBIE TTPOCTIOMKY MeIHO a3kl (CM. puc. 3, 0, ).

Hccnenosanue ¢dazoBoro cocraBa ['TI-o6pasion
MeTonoM P®A mokaszano Hanuune ¢a3 Cu u Cr B Tex

i

I/IHTeHCI/IBHOCTb, OTH. €1

w
(=]
X
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[_

Q ’

o

30 50 70 90
20, rpag

Puc. 4. Penrrenorpammsl I'TI-o6pa3noB Cu—X %Cr

Fig. 4. X-ray diffraction patterns of Cu—X %Cr hot-pressed
compacts

Puc. 5. MuxpocTpyKTypbl U3JIOMOB
aJIMa30coepXanmnx o0pas3on
co cBs13koii u3 meau (a) u criaBa Cu—30%Cr (6)

Fig. 5. Fracture microstructures of diamond-containing
samples with a binder composed
of copper (@) and Cu—30%Cer alloy (6)

K€ COOTHOIIEHUSIX, YTO M B TIOPOIIKOBBIX CMECSIX T10-
ciie BBMO (puc. 4).

J1J1 OLIEeHKY BIMSTHUS XpoMa Ha aAre3uio CBSI3KH
K ajMa3y ObUIM M3TrOTOBJIEHBI ajiMa30CoiepXalline
I'TI-o6pa3ubl co cBs3koir M3 mMeau M criaBa Cu—
30%Cr u uccreoBaHbl MUKPOCTPYKTYPBI UX U3JIOMOB
(puc. 5). AnMa3Hble MOHOKPUCTAJIJIbI B MEAHOI CBSI3-
K€ XapaKTepu30BaJIUCh [JIaIKOI TOBEPXHOCTHIO, UTO B
COBOKYITHOCTHU C UMEIOIIUMMUCS TpeIIMHAMU Ha T'pa-
HUIIE pa3lesia Co CBI3KOM CBUIETEIbCTBYET O ILIOXOM
anresun. Ha nuznome o6pasios co csa3koit Cu—30%Cr,
HAIpOTHB, OOIBIIAS YACTh IIOBEPXHOCTH aJIMa30B IO~
KpbITa MeTaJIJINYeCKMMU KOMIIOHeHTaMu. biaromgapst
BBICOKOM ITPOYHOCTU METAJJIMYECKOM CBI3KM, €€ OT-
clIoeHUe OT aJiIMa3HbIX 3epeH He HaOmonaeTcs. [1noT-
HOeE TIpUJIeTaHNe CBI3KY K ajiMa3y obecrieunBaeTcs 3a
cyeT oOpa3oBaHUS Ha TpaHMIIE pa3esia IPOMEXYTOU-
Horo ciost u3 kapouna Cr;C, [22].

BbiBOAbI

1. Metronamu BOMO u T'Tl ObIIM M3TOTOBJIEHBI
KOMIIaKTHBIe 00pa3ibl cBsI30K Cu—X%Cr (rne X = 10,
30, 50), uccremoBaHbl X MUKPOCTPYKTYpa U TPOU-
HOCTh. YcTaHOBJeHO, 4To criaaB Cu—30%Cr xapak-
TepU3yeTcsl ONHOPOJHOW YIbTPaMeIKOIUCTIEPCHON
CTPYKTYpOil M 3HAaYeHWEM TIpeesia MTPOYHOCTU TP
u3ru6e 2330 MIla, yTo MOYTH Ha MOPSIOK BHIIIIE, YEM
y 00pa3loB YUCTOI Melu, U3TOTOBJICHHBIX MO aHAJO-
TUYHOM TEXHOJIOTUU.

2. BreeHre XpoMa B MEIHYIO CBSI3KY TO3BOJISIET
CYUIECTBEHHO TMOBBICUTH €€ aATe3UI0 K aaMasy B Me-
TaJJI0aJIMa3HBIX KOMIIO3UTaX. DTO AOCTUTAETCs OJa-
rogapsi XMMHUYECKOMY B3aMMOJEMCTBMIO XpoMa, Ha-
XOJSIIIETOCS B COCTaBe CBSI3KU, C YTJIEPOJOM aiMasa ¢
obpaszoBanueM Kapouna Cr;C,.
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Oco0eHHOCTU NOPUCTOI CTPYKTYPbI YrNEepPOAHbIX MaTepuanoB
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AHHoTaumsa: lMpuBeneH obwmii 0630p cNOcoOOB NoNy4YeHUss U obnacTen NPUMEHEHUS YrepoAHbIX MaTepuasnoB ¢ 60JbLLIOW
yOenbHOM NOBEPXHOCTLIO. B kayecTBe 06LEKTOB ANS UCCefoBaHus Oblnn B3aTbl Cleayilolme MmaTepuarnbl: FpaHyMpoBaHHbIN
aKTUBMPOBAHHbIV yronb mapku CK-Al-3 (npoussoactea OAO «CopbeHThl Kysbacca»); akTMBMPOBAHHOE LLE/II0I03HOE BOJIOKHO
(KpacHosapckuin 3aBo XMMNYECKMX BOJTOKOH), Mpoluealiee kapboHn3aumio n rpadutaumio, nogBeprHytToe ra3odasHoii akTmeaumm
npu Temnepatype 900 °C B Toke gmMokcmaa yrnepona; TkaHb yrnepogHas mapkun «<bycodut-T» (OAO «CBeTNoropCkXMMBOJIOKHO»);
TepmMopacLUNpPeHHbIN pToprpoBaHHbiii rpadut (OAO «CUBUPCKUIA XMMUYEeCKnii KoMOUHaT»). NMpoBeaeHbl nccneaoBaHns NOPUCTON
CTPYKTYpPbl 3TUX MATEPMANOB BOJIKOMOMETPMYECKMM METOAOM HU3KOTEMMNEPATYPHOI aacopbuumn azota Ha npubope ASAP 2020.
N3oTepmbl apcopbunn-gecopbunn azoTa GUKCMpoBaIN B MHTEPBase OTHOCUTENbHBIX AaBneHui p/pg = 0,05+1,0 npu Temnepa-
Type 77 K. BennunHy yaensHo noBepxHOCTM oueHmBann metogom 63T nexoas ns nsotepmel agcopobuunn npu p/pg = 0,05+0,30.
Jlna akTUBMPOBAHHOIO YIS, aKTUBMPOBAHHbIX YINEPOAHbIX BOJIOKOH, TKaHM «bycoduT-T» 1 TepmMopaclunpeHHoro rpaduta yaenb-
Hasi MOBEPXHOCTb COCTABMA COOTBETCTBEHHO 485, 1241, 1156 1 290,5 M2/r. O6GbEM Me30Mop U UX pacnpeaeseHre no pasmepam
paccunteiBanu no metony bappeta, [JxoriHepa n Xanenasl (BJH) B uHTepsane pnaeneHnin p/pg = 0,35+0,95, a o06bem mukponop
1 UX pacnpepenieHne no pasmepam — Metogom Xopsata—KaBasoe no nsotepme agcopbuumn—-gecopbumm asorta B guanas3oHe
p/pPo = 0,00+0,01. JaHHbIM1 MeTOAaMM TakXe onpeneneH cpeaHuii guameTp Me3onop u Mukponop. NMpoeeaeH CpaBHUTENbHbIN
aHanM3 NoJly4YeHHbIX Pe3ynbTaToB. [TpocnexeHa CBsA3b MeXAY BHYTPEHHUM CTPOEHMEM UCCEA0BAHHbBIX MAaTepUanoB N xapakTe-
pUCTUKaMM MOPUCTON CTPYKTYpPbI. [TokasaHo, YTO akTMBMPOBAHHbLIE YroJib, BOSIOKHA W YrepoAHas TKaHb SBASIIOTCH MUKPOMNOpU-
CTbIMU MaTepuanamm, a TepMopacLUMpeHHbli rpaduT o6nagaeT Me3onopucToi CTPYKTYPOW.
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Porous structure features of carbon materials with extended-surface
V.A. Gorina, E.G. Cheblakova
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Abstract: The article provides a general overview of the production methods and applications of carbon materials with a large
specific surface area. The following materials were taken as objects for the study: SK-AG-3 granular activated carbon produced
by OJSC «Sorbents of Kuzbass», Kemerovo, activated cellulose fiber produced by the Krasnoyarsk Chemical Fiber Plant after
carbonation, graphitization, and gas-phase activation at 900 °C in carbon dioxide current, Busofit-T carbon fabric produced by
0JSC «SvetlogorskKhimvolokno», thermally expanded fluorinated graphite produced by OJSC «Siberian Chemical Combine». The
porous structure of these materials was investigated by low-temperature volumetric nitrogen adsorption at the ASAP 2020 unit.
Nitrogen adsorption-desorption isotherms were recorded in a relative pressure range of p/py = 0.05+1.0 at 77 K. The specific sur-
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face area was estimated by the BET method based on the adsorption isotherm at p/py = 0.05+0.30. The specific surface area was
485, 1241, 1156 and 290.5 m2/g for activated carbon, activated carbon fibers, Busofit-T fabric and thermally expanded graphite,
respectively. The volume of mesopores and their size distribution were calculated by the Barrett-Joyner-Halenda (BJH) method in a
pressure range of p/py = 0.35+-0.95. The volume of micropores and their size distribution were calculated by the Horvath-Kawazoe
method using the nitrogen adsorption-desorption isotherm in a relative pressure range of p/pg = 0.00+-0.01. These methods were
also used to determine the average diameter of mesopores and micropores. A comparative analysis of the results obtained was
carried out. A relationship between the internal structure of the investigated materials and the porous structure properties was
traced. It was shown that activated carbon, fibers, and carbon fabrics are microporous materials, and thermally expanded graphite
has a mesoporous structure.

Keywords: activated carbon, carbon fiber, carbon fabric, thermally expanded graphite, specific surface area, porous structure,
micropores, mesopores.
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BeeneHue

VYrinepon o6pa3yeT OOLIMPHYIO TPYIIYy MaTepua-
JIOB, KaK IIPUPOOHEIX, TAK M MCKYCCTBEHHO CO3IaH-
HBIX, BKJIIOYAIOIIYI0 rpacUThl, aJiMa3bl, Caxku, KOKCHI,
siIepHBIe TpacUTH, aKTUBUPOBAHHEIE YIJIN 1 MaTePH-
aJIbl ¢ MOJIEKYJISIPHO-CUTOBBIMHU CBONCTBAMH, ITHPO-
YIJIEpO, YIJIEPOAHbIC BOJIOKHA 1 KOMIIO3UTHI, TEPMO-
pacimmpeHHEbIe TpaUTH, CTEKJIOYTepo, GyIepeHb
M HAHOTPYOKM. BCce 3T MaTepuarbl, XOTS U IBIISTIOTCST
OTHOKOMITIOHEHTHBIMM CUCTEMaMMU, COCTOSIIMMU U3
yIiepoaa, o0j1amaloT pa3HBIMUA CBOMCTBAMU, KOTOPBIE
1 O0yCIIaBIMBAIOT pa3IMYHbIe O0JJACTU MX IIPUMeE-
HEHMUSI.

OnHOI 13 TPy YIJIEPOAHBIX MaTepHUAJIOB, IITNPO-
KO HCITOJIBb3YEMBIX B IIPOMBIIIIJICHHOCTH M METUIINHE,
SBJISIIOTCS MaTepualibl C Pa3BUTON ITOBEPXHOCTHIO.
B mepByo odyepenb 3TO aKTUBUPOBaHHBIE yIIU (AY),
JaBHO W YCIEIIHO NpUMEHsSIeMbIe B KaueCTBe aIcop-
OEHTOB. AZICOPOLIUS C KCIOJb30BaHUEM aKTUBUPO-
BaHHBIX YIJIEH IIpeaCTaBIIsIeT MHTEPEeC BO MHOTUX 00-
JTacTSAX — TAaKMX, KaK NMUIIeBas, (papMalieBTUIeCKasl,
XUMUYecKasi, He(TsIHasl, aTOMHAass U aBTOMOOMJIbHAS
MIPOMBIIIJICHHOCTHU. M3-32 BRICOKOM CTEIIEHN MUKPO-
MOPUCTOCTU U MOBEPXHOCTHOM aKTUBHOCTU aKTHBU-
pOBaHHbIE YIIU MPUMEHSIOTCS B TaKUX IIpolieccax,
KaK OYMCTKa ra30oB M pa3fejcHue pa3InUyHBIX CMeCei
[1]. Takxxe, 61arogapst CBOMM aaCOPOLIMOHHBIM CBOM-
CTBaM, IIMPOKO BOCTPEOOBaHBI M aKTUBMPOBAHHbIC
yrieponHble BojlokKHa (AYB) [2]. OHu MoryT OBITH
M3TOTOBJIEHBI C OYeHb OOJBILION TJIOLIAAbIO MOBEPX-
Hoctu (mo 2000 Mz/l“) U MajblM I1MaMeTpOM BOJIOKHA
(00bryHO 10—20 MKM), 4TO obOecreuyrBaeT OBICTpOE

MIPOTEeKaHNe IPOIIECCOB aACOPOIINY MJIN KaTaIuTHUe-
cKkux mnpoueccoB. M3-3a BLICOKOW XUMUYECKOMN CTOM-
koctu AYB u yraepogHble TKaHU WCHOJb3YIOT IS
brIbTpanIy arpeCCUBHBIX CPEll, OYMCTKHA TEXHOJO-
TMYECKUX Ia30B U XUAKOCTEH, BbIACICHUS U3 ITOCIIe-
HUX ILIEHHBIX KOMIIOHEHTOB, M3TOTOBJICHUS 3aIllUT-
HBbIX KOCTIOMOB U CPEACTB UHAMBUIYaJIbHOU 3a1IUThI
opraHoB nbixaHus [3, 4]. Kpome Toro, AYB u yriepoa-
HbIe TKAHU C YCIIEXOM ITPUMEHSIIOT B METUIIMHE B BUIE
TOBSI30K, TAMIIOHOB M IpeHAaXKel IIPpU JISYCHUHN OTKPHI-
TBhIX paH U OXKOroB (B TOM YUCJIE U XUMUYECKUX); A5
OYMCTKHU KPOBU U IPYTUX OUOJIOTUYECKUX XU IKOCTEN
[5]. AYB ucnonb3y1oT Takke B HAKOIIUTEJISIX DJIEKTPO-
SHEPIruU, aKKyMyJsiTopax, 6atapesx, rae TpeOyrorcs
HOBBIC, B YACTHOCTHU, TOKOIIPOBOISIINE YTJIECPOIHbBIC
BOJIOKHA-COPOEHTHI.

Eire onvH M3BEeCTHBIH MaTepuall, Takxke o0Jja-
AL OOJbIIONW yAEAbHOW MOBEPXHOCThIO, — 3TO
tepMopaciuiupeHHsiii rpadur (TPI) [6]. Kak u npu-
ponubiii rpacdut, TPT XxuMuuecku MHEPTEH, a €ro
3JIEKTPONPOBOIHOCTD U TEILJIOIIPOBOAHOCTD OMpese-
JISTIOTCSL TIOPUCTOM CTPYKTYpPOMl MaTepuaja M MOTYT
BapbMpOBAThCSA B LIMPOKUX Mpeaeiax. B HacTosee
BpeMs 0oJiblIyI0 YacTh mpousdBogumoro TPIT mepe-
pabaThIBaIOT B TMOKYIO rpapuTOBYIO (DOABTY M IIpec-
coBaHHble usnenus. CHekTp NpuMeHeHUus (oyibru
U mpeccoBaHHbIX u3aenuii u3 TPIT upesBbryaitHo
mupok. biaromapst BBICOKOM MHEPTHOCTU K arpec-
CUBHBIM CpelaM, TePMOCTaOUJIbHOCTU B COYETAHUU
C YIPYTOCThIO U MJIACTUYHOCTBIO, YIJIEPOMHbIE MaTe-
puanbl Ha ocHoBe TPI' BHITECHSIIOT TpaauIIMOHHBIC
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YIUIOTHUTEJIbHBIE W TIPOKJAJOYHbIE MaTepualibl B
XUMUYECKOM, He(dTera3oBoM MAIIMHOCTPOECHUU, B
TOIJIMBHO-3HEPreTUYECKOM KOMTUJIEKCE, KOMMYHaIb-
HOM XO3SMCTBE.

BaxkHbIMU XapaKTEepUCTUKAMU JIJIsI BCeX Mepeumnc-
JIEHHBIX MaTE€PUAaJIOB SIBJISIOTCS BEJIUYMHA YIACIbHOU
MOBEPXHOCTHU, paclpeaeeHue nop o paMepam, oT-
HOCHUTENbHBII 00beM Me30- U MUKporiop. Pasymeer-
csl, ToAOoOHbIE JaHHbIE MPUCYTCTBYIOT B JIUTEpPATYPE,
HO HaM KaXeTCsI MUHTEPECHBIM O0bEAMHUTH 3TU CBEIe-
HU S B OHOM CTaThe, II0Ka3aTh CXOXECTh U pa3/Inuus B
MOPUCTON CTPYKTYPE 3TUX YIJIEPOIHBIX MATEPUAJIOB.

JkcnepumeHTanbHag 4acTb

B kayecTBe OO0BEKTOB AJSI MUCCIEIOBaAaHUS ObLIU
B3SITHI CJeAyIOIIUe MaTepuajbl: I'paHYJIUPOBAHHBIN
akTUBUPOBaHHBIN yronb Mapkum CK-ATI-3 (mmpous-
BoacTtBa OAO «CopbeHTnl Kysbacca», 1. KemepoBo),
aKTUBMPOBAHHOE 1IEJIJIIOJI0O3HOE BOJIOKHO, TKaHb YTI-
neponHast Mapku «bycoput-T» (OAO «CBeTIoropck-
XUMBOJIOKHO», benapych), TepMopaciiipeHHbIi G TO-
pupoBanHbIi rpadut (TPPI') (OAO «Cubupckuii xu-
MUYEeCKHI KOMOMHAT», T. CeBepcK).

HeMHOro ocraHoBUMCSI Ha OCOOEHHOCTSX TONY-
YEeHUSI 3TUX MaTepuasoB. YIPOIIEHHO IpoIecc Mo-
JIy4eHHsI aKTUBHPOBAHHOTO YIJISI MOXHO CBECTH K
JBYM CTaausiM: KapOboHU3auus U aktuBanus [7, 8].
Ha nepBoii cTanuu UCXOMHOE ChIPhE, B JAHHOM CJiydae
KOKCOBasl MHIJIb, MOIBEpracTcs TEPMHUUYECKOM OOpa-
0oTke 0e3 moctyna Bo3nyxa. [losydaeTcs 1oCTaTOYHO
NPOYHBIM, HO KPYITHOIIOPUCTHIN MaTepura, KOTOPbIA
MOABEPracTCs aKTHUBALIMK IJISI TIOJIYYCHUS Pa3BUTOMU
MUKPOIMOPUCTON CTPYKTYPHI [9]. AKTUBaLIMS 3aKII0-
yaeTcsl B OKMCJEHUHM KapOOHM3aTa BOISHBIM ITapoM
mpu Temrieparype ot 800 go 1000 °C ¢ ucmoib30BaHM-
€M ClelMaJbHOr0 000pyIOBaHUS.

Hns monydeHust AYB BoJokKHO Ha OCHOBE THUIpaT-
LIeJLTIONO3bI (BUCKO3HI), IIpon3BoacTBa KpacHospcko-
ro 3aBOJia XMMUYECKUX BOJIOKOH, TIpoliieaiiee Kapoo-
HM3alMI0 U TpadpUTallI0 ¢ KOHEYHON TeMIepaTypoii
o6paborku 1600 °C, GbII0 MOABEPTrHYTO Ta30oda3Hoi
aktuBauuu npu ¢ = 900 °C B Toke TUOKCHU A YTaepoaa
B TeyeHue 50 muH [10, 11].

Tkanp yrinepogHass mapku «bycodpur-T» mpous-
BelleHa Ha OCHOBE TKaHU M3 BUCKO3HOM TEXHUUYECKON
HUTHU, KOTopas Obljla IOABEPrHyTa KapOOHM3aIUHU,
a 3aTeM aKTHBAaIlUM BOOSHBIM ITapoM Iipu ¢ = 850+
+950 °C, 4yTO HaMHOro yBeJIWYMBaeT €€ YIEJbHYIO
MOBEPXHOCTD U MO3BOJISIET IPUMEHSITh €€ B KaueCTBe
COpOIIMOHHO-(PUIBTPYIOLIETO MaTepuana [3, 4].

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N2 1

OOl MPUHLMUI, 3aJO0XEHHBIH B OCHOBY pas-
JNUYHBIX MeTonoB noayueHus TPI, 3akniouyaercss Bo
BHEIPEHUU B MEXCJIOCBBIE IIPOCTpPaHCTBA Tpadura
BELIECTB WJM COCNMHEHUU, KOTOphIe MPU OBICTPOM
Harpese 1M00 caMU IePexoasiT B ra3000pa3HOE COCTO-
STHHE, TU00 TIPOAYKTHI UX pacmlana SIBJISIOTCS razaMu
[6, 12]. ITpu monyuennu nanHoro TPI 6vlita mpoBene-
Ha o0paboTKa rpaduTcoaepxaliero Mmarepraiaa GTop-
TaJIOTCHUIOM IJISI TIOJIYYeHUST MHTEePKAJINPOBAHHOTO
coequHeHUs @TopupoBanHoro rpadpura (MCDI).
3areM ero 6bicTpo Harpenu 1o ¢ = 500 °C, mpu TepMo-
yaape IIpou30IIIo TepMudeckoe pasnoxenue MCDT ¢
o0pa3oBaHUEM pacHIMPEHHOro rpacduTa B BUIE BaThbl
C YBEIMYCHHUEM MOPUCTOCTU M 00BbeMa I'paduTOBOrO
matepuaia B 1000 pas.

Hist u3ydeHUs XapaKTEepPUCTUK ITUX ITOPUCTHIX
MaTepHajoB OBLT UCIIOJIB30BaH BOJTIOMOMETPUICCKUMA
METOJI, OCHOBAaHHBIN Ha (PU3NIECKOM aIcopOIUM Tra-
30B, B YaCTHOCTH a30Ta.

VienbHyI0 IMOBEPXHOCTh U IOPHUCTYIO CTPYKTY-
py o0pa3loB OMNpeneisii M0 HU3KOTEMIIepaTypHOU
agcopbuuu azora Ha npudope ASAP 2020 (pupma
«Micromeritics», CIIIA). M3oTepMBl agcopOoumu—iae-
copbuuu azoTa GpUKCUpoOBaJIU B UHTEPBae OTHOCU-
TeJbHBIX naBieHuit p/py = 0,05+1,0 mpu temneparype
77 K. O0Opa3ubl npeaBapuTeabHO TIPOXOIMIN Aera3a-
muto ipu ¢ = 200 °C mog BaKyyMoOM B Te€UYeHUE HE Me-
Hee 2 4.

BenuuuHy yaenbHOIl IMOBEPXHOCTH OLIEHUBAJIU
MmetonoM BOT, ucxons u3 u3otepMsul aacopOLIUU TTPU
p/po = 0,05+0,30. O6beM Me30Mop U UX pacmpeneiie-
HUeE 10 pa3MepaM pacCUuuThIBaIU 1o MeToay bappera,
JxoitHepa n Xanennsl (BJH) [13] B mHTepBane maB-
neHuit p/pg = 0,35+0,95. O6beM MUKpONOpP U UX pac-
npefeseHne I0 pa3MepaM pPacCUYMTHIBAJIM METOIOM
XopBara—Kasa3zoe [14] mo n3orepme agcopomm—ue-
copoIMy a30Ta B MHTEPBaJie OTHOCUTEIbHBIX NaBJe-
Huii p/py = 0,00+0,01.

HccnenoBaHue CTpyKTypbl MOBEpXHOCTU Y B mpo-
BOIMJIM Ha CKAHUPYIOIIEM 3JIEKTPOHHOM MUKPOCKO-
ne TM-3000 (Hitachi, fIlioHus) nmpu yBeJIUMYEHUU B
5000 pa3. ®ortorpacduu gnst AY u TPI'®D B3saTH U3 OT-
KPBITBIX UICTOUHUKOB.

Pe3ynbrathl u UX 006CyXaeHune

AnpuopHu ObIJIO U3BECTHO, UTO HCClIeNyeMble MaTe-
puaibl 061a0a10T OOJIbIION YAEAbHOM MOBEPXHOCTHIO,
M, TOCKOJIbKY MX XMMMUYECKMU COCTaB MPaKTUYECKU
WACHTUYEH, MOXHO OBbIJO IPEnIoJOXHUTh, YTO Xa-
PAKTEePUCTUKU MTOPUCTON CTPYKTYPHI AJIsSI HUX OymyT

)
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MOXOXUMHU. [IeCTBUTENBbHO, U30TEPMbI aACOPOLIUU
aszota i AY, AYB u yrineponHoit Tkanu «bycodur»
nMeroT BUA (puc. 1), XapaKTepHBIN IJIs1 (PU3MISCKOU
ancopOIIM MUKPOIIOPUCTHIMU TeaaMu (1-i TUI u3o-
TepMBI T10 Kiaccudukauuu, npennoxenHoin C. bpy-
Hayapowm, JI. lemuHroMm, Y. lemurrom u 3. Teanepom
(BAAT)) [15], u oTnuyaroTCd APYT OT Apyra Koauye-
CTBOM aJcopOMpoBaHHOTO BeliecTBa. Ha m3orepmax
HaOIIOOAIOTCS KPYyTOM MOABEeM IIPY HU3KUX OTHOCH-
TenbHbIX gaBaeHusax (MeHee 0,03) U HaaM4YuUe TOUYTHU
TOPU30HTAJILHOTO ILJIaTO, CBUICTEJIHCTBYIOIIETO O
3aMoJIHeHNY MUKpomop agcopdbaTrom. Ho coBceM apy-
roii BUJ M30TEPMbI MOKa3bIBaeT aAcoOpOLIMs a30Ta Ha
TP®OI. Ona orHOCHTCH K 4-MYy TUITY BbIIIeyKa3aHHOM!
KJIacCH(UKALIMKM U CKOpee XapaKTepHa IJIsI Me30I0-
pucthbix Tea. Ha aacopObunoHHO BeTBU HabJromaeT-
Ccs MEIJIEHHBIM pOCT 3HAYeHUI yIeJbHOH copOoLuu
(Vano) € yBENIMYEHMEM OTHOCHUTENILHOTO IIOKA3aTesls
D/py, @ B 006JaCTH AaBJeHUI a3o0Ta, OJU3KUX K AaB-
JICHUIO HAaCBIIIEHMs, ancopOIus pe3Ko BOo3pacTaer.
IleTnsa rucTepes3rca yKa3plBaeT Ha HAJIUIUE ME30IIOD

(mopsl pazmepom 20—500 A), B KOTOPBIX MPOUCXO-
IUT HeoOpaTuMMasl KanuJUIsIpHasi KoHaeHcauus [16].
B paccmaTpmBaeMoli M30TepMe TETIS THCTEpe3nca
COOTBETCTBYET TUITY B 1 XxapakTepHa JJ1sl MaTepuraJioB
¢ 1IeJIeBU IHOM (hopmoii mop. YncaoBbie JaHHBIE TIPEa-
CcTaBJIEHbI B Ta0. 1.

Ha puc. 2 moka3zaHo pacrnpeneieHue Me30Iop I10
pa3MepaM AJIs MCCIeIOBaHHBIX MaTepuasioB. 3aMeT-
HO, YTO MAaKCMYMBI Ha KPUBBIX paclpencacHUs IIIsT
AY, AYB utkanu «bycodut» cMelieHbl B CTOPOHY MOP
MEHBIIIEro n1uaMeTpa (puc. 2, @), Toraa Kak pacrnpese-
neHne me3omop mig TP®I 6osee omHOPOTHO U TTOKA-
3bIBaeT OOJIBIIIOE COAEpXKaHWe MOp pa3MepoM OoJiee
100 A (puc. 2, 6).

Ha puc. 3 mpencraBieHo pacrnpenesieHue MUKPO-
mop 1o pazMepaM. [Ipu 3TOM TOJIBKO YIBTPAaMUKPO-
nopbl (3DGeKTUBHBIN AMaMeTp KOTOPHIX JOIyCKaeT
pa3MelleHue Bcero 2—3 MoJiekys N,) paccMarpuBa-
I0TCSl KaK «MCTUHHBIE MUKponopkl» [1, 17, 18]. B Ha-
IIeM cJlyyae MOXHO I'OBOPUTH O TOM, UTO MBI UMEEM
JIeJI0 UMEHHO C YAbTPaMHUKPOIIOPAaMH M, CJIeIOBa-

Vnes oM’/
700
- AY
6004 = AYB
-~ Bycodur

5004 -o- TPOI'

400

300

200

100

0 0,1 0,2 0,3 0,4

Puc. 1. M3oTepmbl ancopObumn—aecopoumm azora

Fig. 1. Nitrogen adsorption-desorption isotherms

Tabnuua 1. YaenbHas NoBepxXHOCTb U yAesibHas aacopoums

Table 1. Specific surface area and specific adsorption

0,5 0,6 0,7 0,8 0,9 PIp,

Marepwar VienbHast aICopOLIIHT a30Ta, CM>/T, Ipu /Py VienbHast :
0,10 0,30 0,80 0,99 TIOBEPXHOCTE, M-/
AY 231,28 266,19 277,25 282,90 485
AYB 333,24 391,08 394,22 409,82 1241
«bycodur» 346,12 372,46 416,52 524,66 1156
TPOT 71,26 98,40 184,81 664,54 290

a2
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TeJIBHO, MOXEM IPHUMEHUTh OOBEMHYIO MOACIh 3a-
MOJIHEHUS B Iocieayomux pacuerax [14, 19]. Kpu-
BBIC pacHpemeicHUsT MMEIOT YeTKHMEe MAaKCUMYMEI,
COOTBETCTBYOIIME HaJUYWIO B MaTepuajaxX TpYIIT
IOp OJHOIO pa3Mepa.

B Ta6x1. 2 mpuBeneHBl YMCIIOBBIC 3HAYCHUST XapaK-
TEPUCTUK ITOPUCTOMN CTPYKTYPHI.

Josis Mukporop B o0iieM o0beMe Mop sl aKTU-
BHUPOBAHHOIO YTIJIsl U aKTUBUPOBAHHOTO YTJIEPOIHOIO
BOJIOKHA cocTaBiseT nopsaka 77—80 %, mist TKaHu
«bycopur» — 51 % , Torna kax njst TP®I' — Bcero 7 %.
Takue cylecTBeHHBIC pa3IMuMs B JAaHHBIX OOBSICHSI-
IOTCSI OCOOCHHOCTSIMU CTPOCHUSI PACCMOTPEHHBIX Ma-
TepuasoB. B AY Mukponopsl cocTaBiasitoT HAUOOIb-

OobeM mop, CM3/(F-1&)
A

0,020
- AV a
- AYB
0,016 -~ Bycodur
-0~ TPOI
0,012
0,008
0,004
O T T T T T T »>
20 70 120 170 220 270 320 370 420 470
Juamerp nop, A
O06bem 1op, A
0,0020 p, e /(r-A)
i - AY 0
- AYB
0,0016 A~ Bycodur
- -0~ TPOT
0,0012 1
0,0008
0,0004
O'ﬁ T 2 T T Al T T T T
100 200 300 400 500 600 700 800 900 1000
Huametp mop, A
Puc. 2. Pacnipenenenue Me301op 110 pa3Mepam
Fig. 2. Size distribution of mesopores
Tabnuua 2. XapakrepucTUKN NOPUCTOWU CTPYKTYPbI
Table 2. Porous structure properties
CyMMapHBIif 00beM CpenHuit nuaMeTp 06t 00beM .
CpCZ[HI/H/I JUaMETp
Marepuan Me30- ¥ MUKPOIIOp Me30110p, MUKPOIIOP TR A
Menee 900 A, cm3/r menee 20 A, cm’/r poriop,
AY 0,261 32 0,201 3,60
AYB 0,829 33 0,805 6,65
«bycodur» 0,782 64 0,404 3,34
TPOT 0,620 83 0,044 3,55
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Fig. 3. Size distribution of micropores

10KV X600  20pm

100 MEM

TM3000_2116 2014-01-29 13:54 N D44 x1.0k

Puc. 4. CTtpyKTypa yriiepogHbIX MaTepraioB

LIYIO YacTh MOBEPXHOCTU (pucC. 4, @), BHOCS HauOOIb-
1M BKJIad B aacopOLMoHHBIe cBolicTBa AY. Onpene-
JISTIONee BIMSHUE Ha CTPYKTYpY Iop AY oka3biBaeT
HMCXOIHOE ChIpbe, U3 KOTOpOro ux noayyvawt [20, 21].
bnaromaps ynopsimoueHHOCTH CTPYKTypel AYB B
eqnHUIle 00beMa, B UX aKTHUBHUPOBAHHBIX (opmax
COIEPKUTCS OOJIBIIIOE KOJTUYECTBO ME30- U MUKPO-
mop. YIJIepoAHBIM BOJIOKHOM U YTJEPOAHON TKaHU
CBOICTBEHHA CIIOXHAS CTPYKTypHas OpTraHU3aIWs
(puc. 4, 6, 6), BKIouaronias B ceds GuOpUIIbI, COCTO-
SIIIMe U3 HECKOJIbKHUX IMauyeK CJIOEB, a TaKXe CIIeIL-
¢uUeckre BBITSIHYTBHIE ITOPHl MEX(UOPUIIISIPHOIO
npocTpaHcTBa AanHoit 200—300 Awu nuameTpoMm 10—
20 A, Y BCE€ OHU OPUEHTUPOBAHbBI BJOJb OCU BOJIOKHA
[22, 23]. Kpome Toro, ¥YB u «bycodut» aktuBupoBa-

2014-01-29 1509 N D45 x12k 5 mEM

a — aKTUBMPOBAaHHBI Yrojb [7]; 6 — aKTUBUPOBAHHOE YIJIEPOAHOE BOJIOKHO; 8 — YIJIEpOIHAsI TKaHb «bycodut»;

2 — TepMopacmmpeHHbIi rpadur [20]

Fig. 4. Structure of carbon materials

a — activated carbon [7]; 6 — activated carbon fiber; ¢ — Busofit carbon fabric; ¢ — thermally expanded graphite [20]
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HBI, a aKTUBAIMS 3HAYMTEJIBHO YBEJINUMBACT KOJIMYE-
CTBO MUKpoTtiop [24—27].

Crpoenne TPOI onpenensieTcst CITocodoM ero Io-
nydeHus. CornacHo [12], nepBoHayaJabHO MPOUCXOAUT
paciierieHue KpUCTaJIUuTOB Ha TOHKHE MaYKHU-JICH-
TBI W3 HEOOJBIIOr0 YMCJIa aTOMHBIX IIJIOCKOCTEH C
OJHOBpeMEeHHOW ux naedopmalueil, B pe3yjbTaTe
yero obOpasyeTcss oObeMHas CKJiagyaTasi CTpPyKTypa
(puc. 4, 2). BosHUKaroImMe Ipy 3TOM YepBeOOpa3HbIe 1
MUJIMHAPUYECKHUE (OPMBI YACTHIL TPEICTABISIIOT CO-
00Ii 3aKPBITYIO IOBEPXHOCTh, BHYTPU KOTOPOM MOTYT
COIEepPXaThCSI OCTATOYHBIC TPOAYKTHl PpPa3IOKEHUSI.
B TPI' BolmensiioT cieaylomiue BUABI MOPUCTOCTU:
MEXYaCTUUYHYIO IIOPUCTOCTh — IOPHUCTOE IIPOCTPaH-
CTBO MEXIY M30THYTHIMU «4epPBAYKAMU» — U MTOPU-
CTOCTh MEXAY Pa3opUeHTUPOBAHHBIMU TLJIACTUHAMU
yriaepona [6, 28]. Pe3ynbraThl HallMX UCCACIOBaHUIA
MMOKa3bIBAIOT, YTO, HECMOTPS Ha OOJIBIIYIO YIASIBHYIO
MOBEPXHOCTH, B cTpyKType TP®I' mpeobnamaior Mme-
30IT0PHI.

BoiBOAbI

B pesynbraTe cpaBHUTEIbHBIX UCCIEIOBAHUM TTO-
PUCTOI CTPYKTYPHI YTJIEPOAHBIX MatepuanoB (AY,
AVYB, tkanu «bycodpur» u TPDPI') Ob1J10 yCTaHOBIEHO
ciaenyloliee:

1. Bce wuccrenoBaHHBIE MaTepualibl 00JagaloT
0OJIBIION YAEAbHOM MOBEPXHOCTHIO U CJIOXHON MOPU-
CTOM CTPYKTYPOML.

2. 1151 aKTUBUPOBAHHOTO YTJISI, aKTUBUPOBAHHOTO
BOJIOKHA U yIrjiepoaHoil TKaHu «byco¢ut» Haubomab-
WA BKJIA B 3HAYCHUE U3MEPSIEMOW YIEJIbHOU MO-
BEPXHOCTU BHOCSIT MUKPOMOPHI, UMEIOIIUE BHICOKOE
COOTHOIIEHUE YAEIbHOU MOBEPXHOCTU U 0O0BEMA.

3. Bo BHyTpeHHe CTPYyKType TepMOPACITUPECHHOTO
¢dTopupoBaHHOrO rpaduTa, HECMOTPSI Ha €ro OOJIBIIYIO0
VIEJbHYI0 TOBEPXHOCTh, MPE001a1al0T ME30IOPHI.

4. Oco0eHHOCTH BHYTPECHHETO CTPOCHUS yTIIePOI-
HBIX MaTepualioB, a TaKXe CIIOCOOBI WX TMOJYYECHUS
OKa3bIBalOT ONpPEIECIISIONIEe BIUSIHUE HA XapaKTepu-
CTUKM TTOPUCTOU CTPYKTYPHI.
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TpGI.I.WIHOCTOﬁKOCTb, MPO4YHOCTb U AUHAMUYECKasa YCTANIOCTb
KBapLeBbiX BOJIOKOH C MeéAHbIMUX NOKPbITUAMHU

©2022r. M.W. Bynatos', A.A. LWauog', H.C. Mpuropbes’, H.A. Manbkos?

1 [TepMCKuMit HaLMOHANbHBIA MCCNe0BATENLCKUI NONUTEXHUYECKMIA YHUBEPCUTET, T. [lepmb, Poccus

2 lMepMckuin rocyaapCTBEHHbINA HALMOHANbHBIA UCCNEeN0BATENbCKNMIA YHMBEPCUTET, T. lepmb, Poccus

Crarbs noctynuna B peaakumio 04.08.21 r., popabotana 08.12.21 r., nognucanxa B ne4ate 14.12.21 r.

AHHOTauunsa: MeTannMampoBaHHbIE MOKPLITUA NO3BONSIOT CYLLECTBEHHO YYYLINTb SKCMNyaTauMOHHbIE CBOMCTBA KBapLEBbLIX BO-
JIOKOH. Llenbio paboTbl ObI10 OnpeaeneHme TPELMHOCTONKOCTU, MPOYHOCTM U ANHAMUYECKOWN YCTaNoCTN ONTUYECKNX BOJIOKOH 6€e3
MOKPbLITUS U C MEAHLIMU MOKPbLITUAMN. MUKPOTBEPAOCTL KBAPLEBLIX BOJIOKOH M3MEPSIN METOAOM aJIMa3HOr0 MHAEHTUPOBAHUS
TOPLEBbIX MOBEPXHOCTEN. MNapameTp UHTEHCMBHOCTU HAaNPSixXeHnn K, Obln HalaeH N3 NonyaMnupuyeckon 3aasucumocTtun A. Humxa-
pPbl, FEOMETPUIO OTNEeYaTKa 1 paanarsbHbIX TPELLMH NCCNef0Bas v Ha CKaHMPYIOLLLEM 3/IEKTPOHHOM MUKPOCKOoNe. TPeLwnHOCTONKOCTb
KBapua 6e3 NoKPbITUS 0Kasanacb NOYTU B 3 pa3a MeHbLLE, YHeM Y BOSIOKHA B MEOHOM MOKPbLITWM, Y4TO, Nofiaraem, CBA3aHo C aaauTuB-
HbIM BK/1IA0M CXMMAIOLLNX HANPSXKEHWIA HAa MOBEPXHOCTU BOSIOKOH M CMa4yMBaHMEM KBapLa Megpblo. BbiTaXka ONTMYeCKOro BOJsIokHa
C MeOHbIM NOKPbITUEM NOBbLILLAET Npenes NPOYHOCTU, TPELMHOCTONKOCTbL U NapamMeTp ANHAMNYECKOM YCTanoCTu U ABNFETCS rnas-
HbIM PECYPCOM COXPaHEHUS 3KCMJlyaTaunm BOSIOKHA B YCIIOBUSAX CTAaTUCTMYECKOrO Noaxoaa K KOHCTPYKLMOHHOM npoYHocTu. Mpo-
BeAEeHbl CPaBHUTESbHbIE UCMbITAHWS HA MPOYHOCTb ONTUYECKUX BONOKOH METOAaMM ABYXTOHYEYHOro n3rnba n 0CeBoro pacTsxXeHus!.
PesynbraThl aKCNepMeHTabHbIX UCNbITaHUN Npeaena MexaHM4eckom NPoO4YHOCTM KBapLEBLIX ONTUYECKNX BOSIOKOH NoKasasnu 3Ha-
YnTeNbHBIM Pa3bpoc JaHHbIX, YTO CBUAETENIbCTBYET O HANNYMM B XPYNKOM Tesie TPELLMH PasfIiHOro pasmepa 1 ABfsieTCcs xapakTep-
HOI 0COBEHHOCTbIO XPYNKOro pa3pyLueHusi, kak 1 npegnonarana teopus A. Npudoutca. Kpome Toro, NpUHNManoch, 4To XaoTU4HOEe
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Crack resistance, strength and dynamic fatigue of quartz fibers with copper coatings
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Abstract: Metallized coatings can significantly improve the operational properties of quartz fibers. The research was conducted
to determine the crack resistance, strength and dynamic fatigue of optical fibers without any coating and with copper coatings.
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The microhardness of quartz fibers was measured by the diamond indentation of end surfaces. The stress intensity parameter K.
was found from the A. Niihara semi-empirical dependence. The geometry of indentation and radial cracks was studied using a scan-
ning electron microscope. The crack resistance of uncoated quartz turned out to be almost 3 times less as compared to the copper
coating fiber, which is presumably due to the additive contribution of compressive stresses on fiber surfaces and quartz wetting
with copper. Copper-coated optical fiber drawing increases the tensile strength, crack resistance and dynamic fatigue parameter,
and it is the main resource for maintaining operation in the conditions of a statistical approach to structural strength. Comparative
tests were conducted to check the optical fiber strength by two-point bending and axial tension methods. Experimental tests con-
ducted to check the ultimate mechanical strength of quartz optical fibers showed a significant spread of data, which indicates the
presence of cracks of various sizes in a brittle solid and is a characteristic feature of brittle fracture as suggested by the A. Griffiths
theory. In addition, it was assumed that the chaotic distribution of defects and microcracks extends along the entire length of a
brittle solid, a quartz optical fiber in this case. A statistical model based on the Weibull distribution was used to describe surface
microcracks depending on the fiber length. As a result, Weibull graphs were plotted in coordinates connecting the probability of

failure with the strength, fiber length and parameter describing the ultimate strength.

Keywords: crack resistance, strength, optical fiber, copper coating, two-point bending, axial tension.
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BeeneHue

B nocneanue ronsl ontuyeckue BookHa (OB) mo-
JIYIMJIM MaccoBOE€ pacIpPOCTpaHEHHWE B pa3HBIX 00-
JTACTAX HAYKW M TEXHUKHU — CHCTeMaX TeIeMETPHH,
JIa3epHOM TeXHUKe, MmpuodopocTpoeHun u ap. K yuc-
JIy BaXXHBIX NIPUMEHEHUI ONTUYECKUX BOJIOKOH OT-
HOCSITCS TaKXe TepMOsiIepHble peakTopsl [I] m me-
JUILMHCKHWE Jla3ephl [2], B KOTOPBIX KJIIOUEBYIO POJIb
ATPAIOT U3MEHEHUSI TEMIIEPATyPHBIX M MEXaHUIECKUX
XapakTepuCTHK. 17151 KBapIEBBIX CBETOBOIOB MCITOJIb-
3YIOTCSl OpraHMYecKre U MeTaJUIMUYeCKUe MOKPBITUS.
Opraanyeckue MOKPHITHS — HaIpuMep, aKpujar
WIN TIOJUUMUI — CIOCOOHBI 3alllUTUTh CBETOBOJ
npu Temneparypax 85 1 300 °C cooTBeTCTBEHHO |[3, 4].
Mertannsl pacHIMpSIOT TeMIlepaTypHbIE WHTEPBaJIbI
(byHKIIMOHMPOBaHMS BOJIOKOH M 00ECIIeYnBAIOT APY-
rUe nose3Hble CBoicTBa [5].

Teopetnueckast mpeneiapHass mpouHocTs OB Ha-
xonutcs B nuanaszoHe 20—25 I'Tla, yTo comocTaBUMO
C IIPEOcIbHON MNPOYHOCTHIO CTAJIbHON MPOBOJIOKU
aHaJorM4yHoro auamerpa [6]. OgHako B peajbHOCTHU
nmemtnrecss B OB MUKpOTpeIHBI ITPU BO3ACHCTBUA
pacTsruBampllell Harpy3Ku CIIoCOOHBI YCKOPEHHO pa-
CTH, TEM CaMbIM OBICTPO yMEHbImas ImpoyHocTs OB,

MO3TOMY 3KCIIEPUMEHTaJbHasl IPOYHOCTH KBapIIEBBIX
ONTHYECKNX BOJIOKOH cocTassier b 10 >—1072 ot
TEOPETUYECKON BEJIUYUHBI. TeXHOJOTUS TPOU3BOI-
CTBa BOJIOKOH U arpeCcCUBHAasI BHEIIHSIS cpena (BhICO-
Kasi TeMIlepaTtypa, JaBJeHHUe, paauallvs W IIp.) TIpu-
BOAST K 00pa3oBaHUIO Ae(PeKTOB (MUKPOTPELINH) HA
noBepxHocTu OB 1 moKpbITHS.

st orcaHms ITapaMeTPOB TPOTHOCTH KBAPIIEBBIX
OB B mpoliecce Ux pa3pylieHus TPy BO3ACHCTBUU TU-
HaMMYEeCKUX Harpy3oK HCIOJIb3YIOT TEOPHIO, OCHOBAH-
Hy10 A. 'pucdpdutcoM [7], KOTOpHIit B HaYaie MPOIILIOTO
BeKa IMpeanoJiarai, 4To Kaxaoe abCoIIOTHO XPYyMKoe
TBEPIOE TEJO CONEPXKUT MajJeHbKUE TPEIIUHBI, 3JI-
JIMTIITUYECKHE B CBOeM cedeHUM. [TycTh Takas TpemmnHa
JUTMHOM 2a UMeeTCs B TOHKOM BOJIOKHE, TTIONBEPITHYTOM
MpPOCTOMY pacTsixkeHuIo (puc. 1). B BepiinHe TpelnHbI
BO3HUKAECT KOHIICHTPAIINS HAIIPSIKCHUM, XapaKTepH-
3yeMasi MaKCHUMaJIbHbIM HalpsixxeHueM [7]:

2Ey

Ta

; 1)

Ile ¢ — pacTdaruBalolliee HalpsKeHUue, He0OXoaMMOoe
IUIST pacIpOCTPaHEHUS TPEUIMHBI (IIpemea IMPOIHO-
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Y | T
-

bk o

Puc. 1. DimunTnyeckas TpemHa
Ha ITOBEpXHOCTH KBaplIeBOr0O CTEKJIa

Fig. 1. Elliptical crack on the surface of quartz glass

ctH); E— Monynb FOHTa; Y — MOBEpXHOCTHAS HEPT U ST
CTEHOK TPEUIUHBbI, OTHECEHHAs! K eAUHULIE ee TIIoIIa-
IIN; @ — TIOJIOBUHA UTMHBI TPEITUHBI.

B 1957 r. I. UpBuH BBeJ KO3 GUIIMEHT UHTEHCH B-
HOCTU HanpskeHui Kj, 3aBUcAlIMii OT pa3mepa Tpe-
IIWHBI U TOYHO XapaKTepU3yIOIIU i JIOKATBbHOE TTOBbI-
IIEHKE PACTSITUBAIOIIETO HAMPSIXKEHU S y IEPEAHETO e
Kpag [8]:

K, =Yova, @)

I7ie a — AJArHa OOJIBIION MOJIYOCH TPELIMHBI (CM. puc. 1);

VEGAJ TESCAN

G — HOMHUHAJIbHOE pacTsATHBalollee HaIpsXKeHue
Bllajii OT TPEIIUHBI; ¥ — mapameTp, yUYUThIBalOIIA N
dopmy obpasiia 1 pazMep TpelrHbI (IS TTOTY3JITUATI-
TUYeckoil TpemuHbl Y = 1,24) [9]. IIpu pa3pyiieHnu,
MPOUCXOASIIEM TEPHEHAUKYISIPHO TJIOCKOCTU Tpe-
IWHBI, KO3(PDUIIMEHT NHTEHCUBHOCTU HaMPSIXKeHU
0603HavaloT K. Tak, 11 KOPOTKMX TPEIIAH B MOHO-
rpacduu [10] mpeayoxeHo:

K, =2cva. 3)

OO0BEeKTOM WHCCIIeIOBaHUSI B HAcCToOsIel padoTe
SIBJISIJIOCh OTNITMYECKOE BOJOKHO 0€3 MOKPBITUS U C
MEIHBIM MOKpbITHEM (puc. 2). Lleas paboTsl — mpor-
HO3MPOBaHUE TPEUIMHOCTOMKOCTU, OIMNpeaesieHne
TBEpAOCTHU, TPOYHOCTA U AUHAMUYECKOU yCTAJIOCTU
ONTHUYECKUX BOJIOKOH 0€3 MOKPBITUS M C MEIAHBIMU
MOKPBITUSIMU.

MaTtepuanbl U METOANUKN UCCNEAO0BAHUS

Hccrenyembie o6pasubl OB mo cTpykType mMenn
CEepALIEBUHY M3 YKUCTOro KBapua U 0OOJOUKY, Jeru-
poBaHHyI0 ¢dTOopoM. JuameTpnl cocraBasgau 125+
+ 1 mxm o kBapiy OB 1 160 £ 1 MKM 110 METHOMY ITO-
KPBITHIO.

HaneceHune MeTHOTO MOKPHITUS Ha BOJOKHO MpPO-
W3BOIMIIOCH B TCUCHUE BHITSKKY C IIPMMEHEHUEM Me-
ToJa «HamMopaxknuBaHUs». CyTh 3TOTO METOZA OITMCcaHa
B pabotax [11, 12] u 3akmioyaeTcsl B CIeAYIOLIEM: BO

Puc. 2. Tope1r onTru4eckoro BOJOKHA ¢ MEIHBIM ITOKPHITUEM ()
M BHEITHW I BUJ OTIeYaTKa MHACHTOpPA C paAuaJiIbHBIMU TpelnHaMu (6)

CTpeKoii yKa3aHO MECTO UHAEHTUPOBAHUS
a — yeenmmyenue 1000%, 6 — 8000™

Fig. 2. Copper-coated optical fiber end () and appearance of indentation with radial cracks ()

Arrow indicates indentation point
a — 1000* magnification, 6 — 8000* magnification
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BpeMSI BRITSSKKH BOJIOKHO ITPOXOAMT Uepe3 OTBEPCTHE,
3aI0JIHEHHOE pacIIaBIeHHBIM MeTaJuioM. [Ipu aTom
eCcIM TeMIlepaTypa MeTaJUla OJM3Ka K TeMIleparype
niaBiaeHus, a OB nuMeeT 0ojiee HU3KYIO TeMIEpaTypy,
TO CJION MeTaJjljla MOXET «<HaMeP3HYTh» Ha MOBEPXHO-
CTU ONTHUYECKOTO BOJIOKHA. B pe3ynbrare Ha BOJIOKHE
obpasyeTcsl TJalkoe M TOHKOE METaJIMYecKoe T0-
KkpbiTue. COBpeMEHHBIC TEXHOJIOTMU IIpearojaraioT
HaHeCceHHe 0apbepHOTo IO rpaduTa TOJIIUMHOM 10~
psaaka 50 HMm [13], KOTopoe pacnosoXeHO MEXIY BO-
JIOKHOM ¥ METaJIJIOM.

IIpeuMyiecTBaMM MeTOOAa <«HAMOPAXUBAHUSS»
SIBJISIIOTCSl JOCTaTOYHAs TOJIIMHA TOKpuITUS (10—
50 MKM), ITO3BOJISIIONIAS 00O TUCH BO MHOTUX CIIydasix
0¢3 TOMOJHUTEILHOTO IMMOKPBITHS, 3aIIUINAIOIIETO OT
MEXaHMYECKMX KOHTAaKTOB, CPaBHMUTEJIHHO BBEICOKAS
CKOPOCTb HAHECEHM I 1 OTHOCUTEIbHA ITpocToTa. Oc-
HOBHOM HEZOCTATOK METAJIMYCCKUX MOKPBITHIA, TT0-
JIYYEHHBIX TaHHBIM CTIOCOOOM, 3aKJIFOUYaeTCsI B POCTe
onTuyeckux rmorepb B OB BenencTBre MUKpPOU3TUOOB,
BO3HMKAIOIIMX IIPY HAMOPaXXUBaHUYW OTHOCUTEIBHO
TOJICTON MeTaJuIMyeckoil ob6osouku. [IpuunHoit Mu-
KPOM3TMOHBIX ONTUYECKHUX IMOTEPh SIBISIETCS ycaaka
METaJUIMYEeCKOTO MOKPHITHS IIPU €Tr0 OXJIAXICHUH OT
TOYKY TIJIABJICHUS O KOMHATHOM TeMIepaTyphl, IT0-
CKOJIbKY KO3 (PULIMEHT TUHEHHOTO TeMIIepaTypHOTO
pacIINpeHUsT MEeTaJJIOB 3HAYUTEIBHO OOJIbIIIE, YeM Y
KBaplieBoro ctekJia (Meab — 16,70 1070 K, crexmo —
0,57-107¢ K.

Tsepnocts OB onpenenastin MeTogoM MHACHTUPO-
BaHUS aJMa3HoOl nmupaMuaku 1mo A. Bukkepcy ¢ mo-
moibio TBepaomMepa KB 30 S (pupma «KB Pruftechnik
GmbH», I'epmanus). BennunHa Harpy3ku cocTtapJsiia
100 1, BpeMs BeLAEpXKU — 15 ¢. OTIeyaTKu aaMa3HOM
MAPaMUIKU UCCIIETOBAJIN C TIOMOIIBIO CKAHUPYIOIIEH
3JIEKTPOHHOM MUKPOCKOITMM Ha MUKpockore «Mira 3»
(Tescan, Yexwust). KoadduiimeHT MHTEHCMBHOCTU Ha-
MPSIKEHUM pacCYUTHIBAIM TIO TOJYIMITUPUUYECKOMN
3aBUcUMOCTU A. Huuxapsl [14]:

K, =0,203a’H, ¢/, @)

rIe @ — NoJlylMaroHaab oTIeyarka uHiaeHropa; H, —
TBEpAOCTh MaTepualia; ¢ — AJWHA paauaJibHOW Tpe-
IIWHEL

ITpenen npounoctu OB u3Mepsii METOAOM IBYX-
TOYEUHOTO M3Tuba COrjlacHO cXeMme, M300pakeHHOM
Ha puc. 3, a. OnTHYecKoe BOJIOKHO pa3sMeIIaan MeX-
Iy IByMSI MEeTaJJUYEeCKUMMU TIJIOCKOIapaaaebHbIMU
MJacTUHAMU ¢ V-00pa3sHBIMU KaHaBKaMM, IIPU 3TOM
OIHAa U3 IUIACTWMH HAaXOMWJIACh B HEIOABUXHOM CO-
CTOSIHUU, a BTOPYIO MepeMellia IIaroBblii MOTOp C
nmoctositHHOM ckopocThio (10, 85, 630, 3000 MmxM/c) Ha
Kaxable 15 obpasuos. [Ipyu yMeHblLIEHUU paauyca u3-
ru6a OB 1 paccTossHUS MeXAy KaHaBKaMM HaIpsiKe-
HUe€ B BepIIIMHE KBapIlleBOro BoJIOKHa Bo3pacTaeT. [1pu
MOCTUXECHUH €T0 KPUTHMUYCCKOrOo 3HAYCHUSI BOJIOKHO
pa3pyliaeTcsi — MOMEHT pa3pylleHUus PUuKCUpyeTcs
aKyCTUUECKUM IaTurKoM. Jlajee u3MepsieTcs: paccTo-

500 Mm

o

L L LLALT

Puc. 3. CxeMbI IByXTOYEUHOTO M3rnba ONMTUYECKOTO BOJIOKHA (@) 1 €ro 0CEBOTO pacTskeHu s (0)

1 — onTHyecKoe BOJIOKHO, 2 — aKyCTUUYECKUI 1aTUUK, 3 — MeTALTIMYECKUE TUIOCKOTapasleIbHbIe TIACTUHBI,
4 — TMHAMOMETPUYECKUI TaTUUK, 5 — Harpy304Hble 6apabaHbl, D — pacCTOSTHUE MEXIIY TJI0OCKOIapalIeIbHBIMM TJIaCTUHAMK

Fig. 3. Diagram of two-point optical fiber bending () and axial tension of optical fiber (6)

1 — optical fiber, 2 — acoustic sensor, 3 — metal plane-parallel plates, 4 — load cell, 5 — load drums

D — distance between plane-parallel plates
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STHAE MEXIY IMJacTUHAMM W PacCIUTHIBACTCI Mpene
IIPOYHOCTHU.

IIpexen mpoyHOCTH (C) ONTUYECKOTO BOJIOKHA M
OTHOCUTEJIBHOE YIJMHEHUE (€) OMpPEnesiin CAenyo-
M obpasom [15]:

o =¢eEy(1 + Ag), )

d,
e=1198—7L (6)
D—d

c

rae £y — monyns FOHra kBapua (72 I'Tla); A — mapa-
METp, KOPPEKTHPYIOIINNA HEIWHENHOCTh 3aBHUCH-
MOCTU PacCTsSKeHHMs OT NMPUKJIaIbIBaeMO Harpy3Ku
(A = 2,125 [16]); dy — nnameTp cepALEBUHbI BOJIOKHA,
MKM; d, — Hapy>XHBbIil JuaMeTp BOJIOKHA IO KBaplie-
BOI1 00oJI0uKe, MKM; D — pacCcTosiHUE MEXIy TJI0C-
KoIlapasJIeJbHBIMU ITUIACTUHAMU TIPU Pa3pylIeHUU
BOJIOKHA, MKM.

OCHOBHBIM TIPEMMYIIECTBOM JBYXTOYEYHOTO W3-
ruba cuuTaeTcsi Maiasi AJWHA BOJOKHA JJisI OIHOTO
n3MepeHus (okomo 30 mm). K Hemoctarkam MOXKHO
OTHECTHU 3aBbIIIEHHbIE JaHHBIE Tpeaesia MPOYHOCTU
M3-3a TOTO, YTO Ae(eKThl pacloJI0XEeHbl Xa0OTUYHO, a
Ccrocob HarpyXeHHs BIMSIET TOJIBKO Ha HEOOJIBIIYIO
JIJIMHY BOJIOKHA.

CxeMaTU4ecKu Ha puc. 3, 6 TToKa3aHa yCTaHOBKa
ST ompenesieHUsT mpouHoctu OB mMeTomom oceBoro
pactsixenust. OHa COCTOUT U3 ABYX HATSKHBIX Oapa-
0aHOB, IIIaTOBOTO ABUTATEIS U TeH30MeTpa. B oTnnune
OT METOa IBYXTOUYECUYHOTO N3TM0a, B KOTOPOM 00JIaCTh
Harpy3ku OB cocrapasger ot 10 1o 30 MM, B 1aHHOM
MeTone obnacth Harpy3ku paBHa 500 MMm. CKopocCTb
Harpy304HBIX OapabaHoB coctaBisiia 10, 50, 100,
500 MM/MWH Ha Kaxabie 15 00pa3ioB ONMTHUYECKUX
BOJIOKOH. DTO MO3BOJISCT ONpPeAeasITh pa3InuHbIC Je-
(G eKTH M HEOMHOPOTHOCTH, pacIipele/ieHHbIC IO BCei
obnactu HarpyxeHus. [Ipenen mpoyHOCTU (G) ONTH-
YeCKOT0 BOJIOKHA pacCYUTHIBajics 1o popmyre [17]:

6 = H/(tr), (7)

rne H — Harpyska Ipu pa3pbiBe, ¥ — paauyc KBaplie-
BOM CEepOLEBUHBL.

Ilpenen mpoyHOCTHU B MEIHOI OOOJOUYKE CUMUTAIU
HUCXOIISl U3 TOTO, UYTO CHavaja IMPOMCXOIUJIO pa3pylie-
HHE KBaplia.

PesynbTaThl 3KCIiepuMeHTaAbHBIX UCITBITAHUT Me-
XaHUYECKON MPOYHOCTU ONMTUYECKUX BOJOKOH ITOKa-
3BIBAIOT 3HAYUTENbHBIN pa3opoc 3HadeHuit [18], 4To
CBUAETEJbCTBYET O HAJIMUUU B BOJIOKHAX MUKPOTpe-
IIMH Pa3JMYHOIO pa3Mepa U SIBASETCS XapaKTepHOM
YepToil XPYyIKOro paspylueHus. Teopus paspylie-

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N2 1

HUS KBaplEBbIX BOJOKOH CTPOMTCS Ha MpeAIoJioxe-
HUU O XaOTUYHOM pacripefeIeHU MUKPOTPELIUH T10
miuHe OB. [Ing onmucaHus BUAa pacnpoOCTpaHEHUS
MOBEPXHOCTHBIX MUKPOTPEIIUH IO JJUHE BOJOKHA
UCTIONIB3YETCSI CTATUCTUYECKAsI MOJie]Ib, OCHOBaHHasI
Ha pacnpeneneHuu B. BeitGynna [19]. B pacnpenene-
HUU NpearoaraeTcs, YTO BEPOSITHOCTh pa3pylleHUs
paBHa

m
P(o) = ° , ®)
So
Ime m U G — SKCIepUMEHTAJIbHO OmIpenesieMble Ima-
paMeTpBhl.
Ha ocnoBanum (8) 3akoH pacnpeneneHus B. Beii-
OyJ1a OOBIYHO 3aTMchiBaeTcs B Buae [19]:

In{ln[(1 — P(c, L))""]} = mlIn(c) + In(L) + const, (9)

cJeIoBaTeNbHO, B KoopauHatax In{ln[(1 — P(c, L)™'} n
In(c) pyukuus P(o, L) npeacraBisieT cOO0i MpSIMYIO ¢
VIJIOM HakJioHa m. YeM MeHbllIe pa3opoc MPOYHOCTHU,
TeM Kpyde HaKJIOH IIPSIMO ¥, COOTBETCTBEHHO, OOJIb-
e mapametp B. Beiidynna. s noctpoeHus rpadpurka
B. BeiiOynia HY>XXHO MTPOBECTU i OAMHAKOBBIX MCIThI-
TaHu#t oTpe3koB OB m pacmosoXuTh UX pe3yIbTaThl
B TIOpsIJIKe Bo3pacTaHusl. Jlajiee KaXXa0oMy pe3yabTaTy
(B 3aBUCMMOCTHY OT HOMEpa k) Hy>KHO IIPUCBOUTH Be-
positHOCTb P(0)) = k/(i + 1).

06cyxaeHune pe3ynbTaToB

Ha pwmc. 2, 6 nmpencraBiieH THITMYHBIA OTIIEYATOK
nHaeHTopa B OB ¢ MenHBIM MOKpHITHEM. TBepaoCThb
OB 0€e3 TOKPBITUS U ¢ METHBIM IMTOKPHITHEM 110 A. Buk-
kepcy coctraBuiaa 812 u 1020 HV coorBeTcTBEHHO.
CpenHsiss AnvHaA paauaibHbIX TpeuwiuH ajast OB 6e3
MOKPHITUSI U C MEIHBIM IOKpbITUEeM Oblia 10,36 u
5,80 MKM COOTBETCTBEHHO. JloBEprTEIbHbBIE UHTEPBA-
bl 3HAaYeH Uit K, cocrasumu 1,31 0,18 MITa-m!/2 s
OB 6e3 mokpbiTHst 1 3,74 + 0,40 MITa-m'/? st OB ¢
MEIHBIM MOKPbITUEM. AHAJIOTMYHO pe3yabraTam [20]
MOATBEPXKAaeTcs TOT (haKT, UTO MOKPHITHE OKa3bIBACT
OJIaroNpusITHOE BIMSHHUE Ha TPEIIMHOCTONKOCTH 3a
CUYeT CKMMAIOIINX HAIPSIsKEHU I Ha IIOBEPXHOCTH TP
OXJIAXXIEHU U KBapla C MEIHBIM ITOKPBITUEM.

ITo dopmyne (7) paccumTaHa mpenciabHAsT ITPOY-
HocTb OB 0e3 MOKPBITUS U C MEIHBIM MOKPBITUEM.
IMoctpoennl rpacduku B. BeliOyna u3 BeipaxkeHuii (8)
u (9), a TaKKe HallIeH mapaMeTp IMHAMWIeCKOM ycTa-
snoctu ny Ilo dusuueckomy cmbicany 1/(1 + n,) ectsb
TaHTE€HC yIJla HaKJOHA B KoopauHaTtax In(c) u ckopo-
CTU U3MECHEHUS HallpsixXeHUs. B Tabiauiie mpuBeaecHBI
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Puc. 4. TunuuHblit rpadK 3aBUCUMOCTU HATIPSIXKEHU ST
ot nepopmanuu OB ¢ MeTHBIM ITOKPEITUEM

1 — MeTon ABYXTOUSUHOrO U3ruba, 2 — METO/ OCEBOIO PaCTSIKEHUST

Fig. 4. Standard stress-strain plot for copper-coated
optical fiber

1 — two-point bending method, 2 — axial tension method

3HAUYCHWS TPEIIMHOCTOMKOCTH, TMHAMWYECKON yCcTa-
JlocTy U npoyHocTu OB 6e3 MOKPHITHUSA U C METHBIM
MMOKPBITHEM TP Pa3INIHBIX CKOPOCTSIX HATPyKEHU S,
W3MEpPEeHHBIE OBYMSI pa3IMYHBIMU MeTomaMu. Ha
puc. 4 mokasaH TUIMMUYHBI rpadrK 3aBUCMMOCTH Ha-
MpSIKEHUS OT AedopMallny, MOJTYICHHBIN pa3HBIMHA
METOIaMMU.

HecMoTps Ha cyllleCTBEHHYIO pa3sHUILY Hampsike-
HUM 1 nedpopMannii, MOJydeHHbBIC M3MEPEHUS KOppe-
JIUPYIOT C IUTEpaTypHBIMU JaHHbIMU [21, 22].

Ha puc. 5, a npencraBiaensl rpaduku B. Beiidynna
st OB 0e3 TOKPHITHS ¥ ¢ MEOIHBIM ITOKPBITHEM, TI0-
CTPOCHHBIE C TTOMOIIBIO METONA TBYXTOUYCYHOTO U3TH-
6a. HabGmromatoTcsl pe3koe yxXyAlleHue MPOYHOCTU U
YMEHBIIICHNE yTa HakJIoHa (m) y OB 6e3 moKpeITHS
110 CPAaBHEHHIO C BOJJOKHOM B MEITHOM ITOKPBITUH. Me-
JWaHHas MIPOYHOCTh BOJIOKHA (COOTBETCTBYIOIIAS Be-
posiTHOCTU pa3pylueHust P = 50 %) 6e3 mokpbiTus 1
C MEAHBIM TMOKPBITUEM cocTaBua okono 3 u 10 I'Tla
COOTBETCTBEHHO, UTO B 2 pa3a MEHbIIIE TEOPETUIECKO-
ro mpejena NpoYHocTH [6].

Ha puc. 5, 6 npeacraBieHbl rpaduku B. Beiibynna
111 OB 6e3 MOKpPBITUS U ¢ METHBIM MOKPBITUEM, T10-
JIy4eHHBIE METOIOM OTHOOCHOIO pacTsxkeHus. ¥ OB
0e3 MOKpbITUS HabjrogaeTcsl YMEHbIIEHUe Ipenena
MMPOYHOCTU U MapameTpa m. MeauaHHas MIPOYHOCTh
BOJIOKHA 0€3 MOKPHITUS M C MEIHBIM ITOKPBITUEM
coctaBuia okoyio 1 u 4 I'lla coorBeTcTBeHHO. Takas
HHU3Kas MIPOYHOCTH 00YCIOBICHA XaOTUYHBIM pacIipe-
nenenueM nedexkrToB nmo aanHe OB. CpaBHuBasg nBa

 In{In[1/(1— P}

& 10 Mmxm/c, m =2
@ 85 mxm/c, m =5
1 | & 630 mxm/c, m=2
—&- 3000 Mxm/c, m =2

-0~ 10 mxm/c, m =20
04 -O- 85 mMkm/c, m =24
O~ 630 mKm/c, m =23
A= 3000 Mxm/c, m =26

0
34
_4 T T T T T T T LI )
1 2 3 4 5 6 78910
IIpounocts, ['Tla
5 In{In[1/(1 - P)]}
—& 10 MmM/MuH, m = 6 o

@~ 50 mm/muH, m =4
1 i - 100 Mm/MuH, m =4
—A— 500 mm/MuH, m =2

-0~ 10 mm/MuH, m = 13
-0~ 50 mm/mun, m =13
0 =1 | < 100 mm/Mun, m =12
A 500 mm/mun, m =19

—4 T
0,2 1 2 3
IIpounocts, I'Tla

Puc. 5. Pacnpenenenue B. Beiioyiia
JUTSI ONTUYECKOTO BOJIOKHA, MOJIyYEeHHOE
METOJIOM IByXTOYEYHOTro u3ruoa (a)

1 METOJIOM OJJTHOOCHOTO pacTsixKeHUs (6)
Temubie 3Hauku — OB 6e3 nokpbITHS,
CBETJIbIE — C MCOHBIM IMOKPBITUEM

Fig. 5. Weibull distribution for optical fiber obtained
by two-point bending method (a) and uniaxial tension
method (0)

Dark signs — uncoated optical fiber,
light signs — copper-coated optical fiber

MeTomIa M3MepeHUs Ipenena mpounoctu OB, cienyer
OTMETUTH, 4YTO napameTp B. Belibynna m 3HaunTEIHO
U3MEHSIETCS.

B Tabiuite mpeacTaBiIeHBl pe3yabTaThl IO TPEIIy-
HOCTOHKOCTU U TpouyHocTU OB 06€3 MOKphITUS U C
MEIHBIM MTOKPBITUEM. BuaHO, 4TO mpeaes mpoYHOCTHU
y OB 6e3 ITOKPBITUS MEHBIIIE, YeM B ClIydae ¢ MEIHBIM
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MOKPBITUEM, — BEPOSITHO, 3TO CBSI3aHO C BHICOKUMHU
CKUMAIOUIUMU  HAMPSIXKEHUSIMU, BO3HUKAIOIIUMU
Ha TTIOBEPXHOCTHU KBapiia npu oxjaxaenuu. [Ipu yBe-
JIMYEHUU CKOPOCTU PACTSIKEHUS Mpeaesa MPOYHOCTHU
MOBBIIIAETCS B TIpeiesiaX MOrPelIHOCTH, TAKOH Xe pe-
3yabTaT ObLI TToTyueH paHee [20]. [Ipexen mpoyHocTH
OB 6e3 MOKphITUS, U3MEPEHHBIII METOIOM OCEBOTO
pacTSIXKEHU I, COTJIacyeTcsl C TUTEePaTypPHBIMU JaHHbI-
mu [23]. [TapameTp IMHAMUYECKON YCTANOCTH () Y
BOJIOKOH C METaJIJIMYECKUMU MOKPBITUSIMU, TIO JIUTE-
paTypHBIM JaHHBIM [24, 25], mpeBbiliaeT 3HaueHue 100,

M3MEpPEHHOEe METOAOM IBYyXTOo4yeuHoro maruoda. bna-
rojaps HaHECEHUIO0 MEJHOIO MOKPBITUS MapaMeTp A,
Yy BOJIOKOH yBeJIMUMBaeTcd. B manbHeimem 3To urpa-
eT OrPOMHYIO pOJib B NMPOTHO3UPOBAHWM HMX CpPOKa
CIIYXOBI.

Ha puc. 6 mokazaHa CTpyKTypa MeJHOIO ITOKPbITUS
MOCJie BBITSIKKYM M3 paciijiaBa M OXJaXIeHUs Ha BO3-
nyxe, a Takxe mnocie 3akajaku g0 300 °C ¢ nocnenyio-
IIMM OBICTPBIM OXJIAXKICHHUEM B BOJIE.

ITocie BHITSKKM M3 paciliaBa M OXJIAXKIECHHS Ha
BO3AyXe cpenHuit pa3Mmep 3epHa cocTtaBua 330 MKM,

TpemHHOCTOﬁKOCTb, NMPOYHOCTb U NapameTp AWHaMUYECKOW YCTanocTu onTu4eCKuUx BOJIOKOH
Oe3 NOKPbLITUA U C MeAHbIM NOKPbITUEM, ONnpeaesieHHble pa3HbiIMU MeToAaMU

Crack resistance, strength and dynamic fatigue parameter of uncoated and copper-coated optical fibers measured

by different methods
o, [Tla ny
Bun OB Ky, MIa-m!/2 . —
W3ru6 PactsokeHne W3ru6 PactsxkeHue
3,18£0,83 0,71 £0,08
3,47 +£0,43 0,68 £ 0,12
be3 nokpbiTus 1,31 £0,18 11 10
3,20 £ 0,89 0,86 £ 0,15
3,46 £ 1,10 0,75+ 0,20
9,81+0,38 3,89+0,19
9,87 £0,32 4,27 £ 0,26
C MenHEM 3,73 40,40 235 85
MOKPbITUEM 9,92 + 0,32 4,02 £0,22
9,98 £ 0,22 4,17 £0,19
* Tpu ckopocri 10, 85, 630, 3000 MKM/c.
* Mpu ckopoctu 10, 50, 100, 500 MM/MHH.

Puc. 6. CtpykTypa IIpOI0JILHOTO CEUeHM ST ONITUYECKOTO BOJIOKHA C METHBIM ITOKPBITUEM

rnoce BeITSIKKY (@) 1 3akanku 1o 300 °C (0)

Fig. 6. Longitudinal section structure of copper-coated optical fiber after drawing (@) and quenching up to 300 °C ()

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N2 1
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npu 3akanke no 300 °C ¢ OBICTpHIM OXJIaXJIEHUEM
cpenHUi pa3mep 3epHa ObLI 125 MKM. HanbHeitiiee
noHmxeHue 10 temneparypsl 180 °C oka3biBajio cia-
00e BIAMSIHUE Ha pa3Mmep 3epHa. TakuM oOpa3oM, TeM-
reparypa 3aBeplleHU S peKPUCTATIN3ALUU COCTABIISI-
et 300 °C.

MenHoe MOKpHITHE He U3MEHSIET CTPYKTYpY KBap-
11a, HO CO3JaeT CKMMaloIle HapsikKeHus [26], KoTo-
phle, UCXO s U3 IPUHIKIIA CYIEPIO3U LMY, IOHUXAIOT
pacTSTUBaoIIe HaPSKeHUS B BEPIIUHE Ne(EKTOB:

Ac = EaAr=12-10'-16,7107%-300 = 0,60 I'T1a, (10)

rae £ — Moaynb ynpyroctu Meau; ¢ — pa3HOCTb KO-
3(pGULIMEHTOB JIMHEINHOIO TEMJOBOIO PaCIIUPEHUS;
TeMItepaTypHbIit mHTepBan At = 300 °C BEIOpaH UCXO-
JIs1 U3 TOTO, YTO MPHY TaHHOI TeMIlepaType 3aBepliaeT-
cg pexpucTaanuzanus meau (puc. 6) [27].

Paznuuy (Ac;,) MexXy pa3pyllaiolluM Hampsxe-
HUeM 10 (Ac;) u nociie (AG,) MOKPBITUS MEAbIO HALLLIN
U3 MMPEATIOI0XKEHU S, YTO MOJOBMHA IJIMHBI JedeKTa B
cpenreM coctaBmia 10 aum [20]. Torma mo popmyte (3),
BbIpa3uB u3 [10] pa3pyluaroiiee HanpsKeHWe U MOMI-
CTaBJISISA U3BMEPEHHBIC 3HAUCHU I TPEIIMHOCTONKOCTH,
MOJIYY NN

Kikc _ ch —
2410 2410

=0,70-0,18 = 0,52 I'Tla.

Ao, =Ac, —Ac| =
(11)

Xopoiee coBnageHue 3Ha4YeHU AC M AG), HO-
Ka3bIBA€ET, YTO POCT TPEUIMHOCTOMKOCTU IPU HaHeE-
CEeHMHM MEIHOIro IOKPBLITHS Ha KBaplLEBbIe BOJIOKHA
00yCJIOBJIEH CO30aHUEM HAIIPSKECHUI CKaTUSL.

3aknyeHue

Hanecenne MeOHOTO IIOKPBITUSI Ha OINTHYECKOE
BOJIOKHO TIOBBIIIAET Mpeae MPOYHOCTU, TPEIIMHO-
CTOMKOCTh U MapaMeTp JMHAMMUYECKOM YCTaJIOCTH, YTO
SIBJIIETCS BaXXKHEHUIITUM (PaKTOPOM YIYUINEHHS KOH-
CTPYKILIMOHHOI TpoyHocTH. [IpoBeneHbl CPaBHUTEIb-
HbI€ UCIIBITAHUS ONITUYECKUX BOJIOKOH 0€3 IMTOKPBITU S
¥ C MEITHBIM MOKPHITHEM. TpeIIMHOCTONKOCTh KBaplia
6e3 nokpeiTud coctabuiaa Kj, = 1,31 £ 0,18 MIla-m2,
C MEIHBIM NMOKpbITUEM — K. = 3,74 £ 0,40 MIla-m'/2.
PocT TpemmHOCTONKOCTH ONMPEAeIsIIOT CKUMAIOIINe
HaIpsIKeHUsI Ha TTOBEPXHOCTHU IPpU HAHECEHUU Meau
Ha KBaplieBble BoJIoOKHA. OnpeesieH npeaell IPoYHO-
CTU ONITHYECKOTO BOJIOKHA 0€3 MOKPBITUS 1 C METHEIM
MMOKPHITUEM METOIAMU IBYXTOYSUHOIO U3rnba U oce-
BOTO pacTsXeHHs. MenmaHHas IIPOYHOCTh BOJIOKHA

0e3 TOKPBITHS U C MEIHBIM ITOKPBITUEM, TIOJTyYeHHast
METOIOM JABYXTOUEYHOI'0 M3rubda, cocTaBujia OKOJO 3
u 10 I'Tla cooTBETCTBEHHO, YTO B 2 pa3a MEHBIIIE T€O-
pPeTUYECKOTO Mpeneia IpoYHOCTH. MearaHHas poy-
HOCTh BOJIOKHA 0€3 MOKPBITUS U ¢ MEAHBIM ITOKPHI-
THEM, TIOJyYeHHAs METOIOM OCEBOTO PACTIKCHUSI,
coctaBmiia okoyio 1 m 4 I'lla cooTBeTcTBEHHO. MeTox
IBYXTOYEYHOTO M3ruda JaeT 3aBhIIICHHBIE pe3yJibTa-
THI 110 CPABHEHUIO C OMHOOCHBIM pacTsikeHuem. U3-
MEHEeHMs TIpefiesia IPOYHOCTH, XapaKTepHbIe ST BO-
JIOKOH C TTIOKPBITUSIMU, Y 000UX METOIOB OAMHAKOBBHI.
[TapameTp 1MHAMUYECKON YCTAJIOCTU COCTABUN Ny =
= 11 1 235 y BOJIOKOH 0€3 MOKPBITUS U C MEAHBIM MO-
KPBITUEM COOTBETCTBEHHO B Ciydyae MCIOJIb30BaHUS
MeTOoIa IBYXTOUEYHOTO M3THba, TOTHa KaK IIPHU OIIpe-
JeJIEHUU €ro METOIOM OIHOOCHOTO PACTSIKEHUS OH
66111 paBeH 10 1 85 cooTBeTCTBEeHHO. BhicOKME 3Haue-
HUSI IapaMeTpa 1,y BOJOKOH C MENHBIM IOKPBITUEM B
JaJIbHEHIIIeM ChITPalOT IJIaBHYIO POJIb B ONpPeneIeHUN
CPOKa CITYXKOBI.
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MeTalJIOMaTPUYHbIX KOMMNO3MTOB Ha ocHoBe cnnaBa Fe—Ni—Cu
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AHHOTauumsa: [laHHas paboTa nocesiweHa pa3paboTke KOMMO3NLMOHHbBIX MaTepuanos Ha ocHoBe crnasa Fe—Ni—-Cu ¢ pobaskom
nosibIx KOPYHAO0BbIX MUkpocdep (MKM). KomnoauTel Obian Nosiy4eHbl METOA0M MOPOLLKOBO MEeTannyprumn: CMelMBaHUEM UCXOA-
HbIX METaININYECKNX MOPOLLKOB B CMECUTENSAX PA3INYHBLIX TUMOB C MOCNEAYIOLLMM rOPAYMM NpeccoBaHmeM. KomnakTHele 06pasubl
komno3ntoB Fe—Ni-Cu + NMKM xapakTepn3oBanncb BbICOKON OTHOCUTENbHOW MIOTHOCTBLIO M OAHOPOAHOCTLIO MUKPOCTPYKTYPbI.
BeepeHuve MKM npuBoanT Kk cHuxeHuo npovHocTu o 30 % (¢ 1125 go 800 MIMa npwu koHueHTpauum NMKM 15 06.%), ogHako no-
Jly4eHHble KOMMNO3MLUVOHHbIE MaTepuasibl COXPaHSAIN BbICOKYIO MAACTUYHOCTb. MeTOA0M MUKPOMEXaHMYECKOrO MOLAENNPOBAHUS
ObIJ10 YCTAHOBEHO, YTO B TAKMX KOMMO3UTax 0611aCTN KOHLLEHTPaLUKN HanpsiXkeHUin BO3HMKAIOT He Ha rpaHuue mexay NKM un ma-
TpULLEN, @ Ha BHYTPEHHEN NOBEPXHOCTN camMux mukpocdep. B o6beme matpuibl Bokpyr MKM, HanpoTue, NpoMCxoasaT penakcauns
HanpsixxeHu n GopMupoBaHme «pasrpyxXeHHbix» obnactein. BeegeHue NMKM B maTpuuy Ha ocHoBe cninaBa Fe—Ni—Cu nossonseT
YBENNYUTb UBHOC NPKN TpeHun o 6eToH mapkn M300 Ha 50-170 % npu ncnosb3oBaHum dpakummn 70-100 mkm 1 Ha 160-325 % B
cnyyae ¢ppakumm 100-140 mkm. Mpu TpeHumn MKM BbINONHSAIOT POsib pe3epByapa A8 NpoayKTOB n3Hoca (Yactuy, 6etoHa), 6naro-
[aps 4eMy TpyLasics MOBEPXHOCTb MaTepuana MaTpuLbl 0OCTaeTcsl CBOOOAHOM OT NPOAYKTOB M3HOCA U HANpPsIMYIO KOHTaKTUPyeT
c obpabaTbiBaeMbiM MaTepuanom. MHTEHCMBHbLIN 3HOC kKoMNo3uTos ¢ NKM genaet nx nepcnekTUBHbLIMU A1 UCNONb30BaHUSA B
KayeCcTBe CBSA3KW aiMa3HOro UHCTPYMEHTA, NpeHa3Ha4YeHHoro Ans cyxom peskm 6eToHa v xenesobeToHa.

KntoueBbie ciioBa: anmasHblii MHCTPYMEHT, METaINoMaTPUYHbIA KOMMO3UT, NOJible KOPYHAO0BbLIE MUKPOCGhEpPbl, USHOC, MPOYHOCTD.
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Mechanical properties and wear resistance of Fe—Ni—Cu-based metal matrix
composites reinforced with hollow corundum microspheres
M.Ya. Bychkova, 0.S. Manakova, A.S. Akhmetov, A. Kaysinov, E.N. Avdeenko, P.A. Loginov, S. Vorotilo
National University of Science and Technology (NUST) «MISIS», Moscow, Russia
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Abstract: This paper focuses on the development of composite materials based on the Fe—Ni-Cu alloy with hollow corundum
microspheres (HCM). The composites were produced by means of powder metallurgy: by mixing initial metallic powders in various
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types of mixers followed by hot pressing. Compact samples of Fe—-Ni-Cu + HCM composites featured high relative density and
microstructure homogeneity. The introduction of HCM leads to a decrease in strength to 30 % (from 1125 MPa to 800 MPa at
a HCM concentration of 15 vol.%). However, resulting composite materials retained high plasticity. It was established by the
micromechanical modeling method that such composites have stress concentration regions not at the interface between HCM
and the matrix, but on the inner surface of microspheres. On the contrary, the adjacent matrix volume around HCM features stress
relaxation and «unloaded» regions formed. HCM introduction into the matrix based on the Fe—Ni-Cu alloy increases wear resulting
from friction on M300 concrete by 50-170 % with a grain size of 70—-100 um and by 160-325 % with a grain size of 100-140 um.
During friction, HCMs act as a reservoir for debris (concrete particles), so the matrix surface remains free of wear products and
directly contacts the material processed. The heavy wear of composites with HCM makes them promising for use as a binder in
diamond tools designed for the dry cutting of concrete and reinforced concrete.

Keywords: diamond tool, metal matrix composite, hollow corundum microspheres, wear, strength.
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BeeneHue

AnmaszHble pexyiiue u maudoBaIbHble WHCTPY-
MEHTBI MPEACTaBASI0T co00il OOMBIION Kjiacc MaTte-
pMaJIoB, MPUMEHSIEMBIX B CTPOUTEILCTBE U TOPHOIO-
onrBaromieit mHAycTpuu. CyIiecTByeT OOJBIIOE KO-
JINYECTBO TUIIOB MHCTPYMEHTA: OTPE3HbIe CETMEHT-
Hble ITMCKM, KOJblLIEBble CBepJjla, KaHaTHbIE TWJIbI,
¢pe3bl, nudoBaJbHBIC IIJIaH-IIAKOB U T.11. Bce oHM
ITPOM3BOISITCS METONOM TOPOIIKOBON MeTajypruu
M TIPEACTaBIISIIOT COO0M KOMMO3MIIMOHHBIN MaTepu-
aJ — coYeTaHME aJIMa3HBIX MOHOKPHUCTAJJIOB U OKPY-
Xarolle ux MaTpuiibl — cBsA3kH [1, 2]. OnHO U3 riaB-
HBIX JOCTOMHCTB ajJIMa3HOro MHCTPyMEHTa — TIIO-
CTOSTHCTBO CIIYKEOHBIX XapaKTepUCTHK: IIPOU3BO-
TUTETBHOCTH, CKOPOCTU pe3aHMsA. DTO NOCTUTAETCS
onaromapst 3¢ dekTy camozartaumBaHusa [3—5]. On
3aKJII0YaeTCs B IIMKINICCKOM OOHOBJICHUH pabOvero
CJI0ST B ITpoIlecce M3HOCA TIPU IKCTIIyaTalluu.

IIpu o6paboTKe OOJBIIMHCTBA aOpa3uMBHBIX Ma-
TepuayioB (0etoHa, acdanpra, IMPUPOTHOTO KaMHSI)
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aJMa3HBIl MHCTPYMEHT paboTaeT B peXHUME camMo3a-
TaunBaHWs. OMHO M3 BaXXHEUIINUX YCIOBUN IS 3TO-
ro — HaJInyue BOAbI B 30He pe3aHus. CMech BOMIBI C
IMBIJICO0OpPa3sHBIMU TPOAYKTaMM H3HOCa (OpMUPYET
abpa3WBHEIN IIJIaM, KOTOPHIA TTOCTCIIEHHO M3HAIIM-
BaeT CBI3KY U MPUBOIMUT K SKCIMO3UILIMU HOBOI'O CJIOS
aJMa3HBIX 3epeH. TeM He MeHee «<MOKpOe» pe3aHHe B
psiIe ciydaeB SBIISIETCS HeXelaTeJIbHBIM MM HEBO3-
MOXHBIM — HaIlpUMep, MPU AEMOHTaXe U YTUJIU3a-
M O0BEKTOB XMMUICCKUX, PaINallMOHHO-OMAaCHBIX
IIPOM3BOICTB, IIPU pab0Te BHYTPH 3TaHUI, TIe 3aKOH-
YeHbl MHTEPbEepHbIE Pa0OTHI, MPU CBEPJICHUU CHU3Y
BBepx M T.a. [lo3ToMy amamTamust CYIIECTBYIOIIMX
BUJOB aJIMa3HOTO MHCTPYMEHTA K YCIIOBUSIM «CYXOM»
pe3Ku, 0COOEHHO TPYAHOOOpabaThIBAEMbIX MaTepua-
JIOB — TaKWX, KaK XeJIe300¢TOH, SIBISCTCS aKTyallb-
HOWM 3aavei.

JlornyHbIM pelieHueM JaHHOW MpoOJieMbl SIBIISI-
eTcsl TIPUMEHEHHE B KauyeCTBE CBSI30K MaTepHUaJIOB
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C OTHOCUTEJIbHO HEBBICOKOUW MpPOYHOCThIO. CBSI3KHU
Ha OCHOBE MeIu U OpPOH3bI YIOBJETBOPSIOT JAHHOMY
TpeboBannpo. OMHAKO WX UCIIOJB30BAHNE B YCIOBUIX
BBICOKMX HArpy3okK M TeMIlepaTyp, pa3BUBAIOIIUXCS
B 30HE KOHTaKTa, MOXET IIPUBECTH K CYIIECTBEHHOMU
miacTuyecko aedopmanuu pabodeil obaactTu u, B
pe3yibTaTe, K BbIBOAY WHCTpyMeHTa u3 cTpod. [lo-
5TOMY HamboJjee IepPCHEeKTUBHBIM HaIllpaBJICHUEM
SBJISICTCS TIPUMEHEHHNE CBS30K HAa OCHOBE KEJIE3HBIX
CIJIaBOB (OHU MMEIOT JOCTAaTOYHO BBICOKYIO TEMIIE-
paTypy IJjaBJeHUs, CPOACTBO K YIJIEpOAY, IIPOYHOCTH
M TEXHOJOTUYHOCThL [6—8]) ¢ BBemeHUeM Mopoobpa-
3ylomux areHToB. Hanuuue B cBsI3Kax MOp MO3BOJIUT
pa3yMmpoOYHUTH CBSI3KY U U3BMEHUTH MEXaHU3M M3HOCA
IIPY TPECHUM.

B xayecTBe mopooOpazoBaTess B CBA3KaX ajiMas-
HOTO MHCTPYMEHTA MOI'YT OBITh MCIOJIb30BaHbI pa3-
JINYHBIC JIETYYWEe MaTepHuaibl, HarpeB KOTOPHIX IIPHU
CMIEKaHWU COIPOBOXAAETCS BbIACJICHUEM OOJBIIOTO
obbema rasa. K rakum nod6askam otrHocatcsa TiH, [9],
mosumetuaMeTakpmiaat (IIMMA) [10], rpanynupo-
BaHHBbIN caxap [11] u T.A. [IpyHUUMTIMANBHO ApPYTrOW
BUJ TopooOpa3oBaTesis — Mojble MUKpochepbl U3
Pa3IMIHBIX COCMMHECHN N, XUMUYSCKU U TEPMUICCKU
YCTOMYMBBIX B YCIOBUSX KOMITAKTUPOBAHUS aiMas-
HBIX cerMeHTOB. M3BeCTHBI paboOThI, Ilie B pa3iuy-
HBIe CBSI3KM (Jallle B KepaMUIeCKHe 1 TTOJINMEPHBIC)
BBOLMJIN MUKpocdepsl u3 Al,O5 [12—14], SiO, [15],
30JbHBIE MUKpOChepHI [16, 17]. Takoit Bua Mmogudu-
KaTopa CBSI30K MMEET PSI MPEHMMYIIEeCTB Iepes Je-
TYYUMU COEIVMHEHUSIMU. Bo-mepBbIX, TpUMeHSS
MUKpOCdepbl OnpeaeeHHOTO IPpaHyJIOMETPUYECKO-
ro COCcTaBa, MOXHO KOHTPOJHPOBATH pa3Mep IIOp.
Bo-BTOphIX, MOpBI, co3gaBaeMble MUKpocdhepamu,
Bcerjga OynyT MMeTh NpaBUJIbHYIO chepruuecKyito ¢hop-
MY ¥ He TIPUBEOYT K JIOKAJIW3all1 HAMIPsSKeHU Ha
rpaHuue ¢ Marpuieir. Cpenn Bcex mopoodbpas3oBare-
Jiell HanboJiee MPUBJIEKATEJIbHBIM SBISETCS KOPYHI
Al,O; OGuarogapst BBICOKOMY MOIYJIO YIPYTOCTH,
HU3KOMY KOO PUIIMEHTY TEIJIOBOr0 pacllUupeHUs,
XHUMUYECKOW MHEPTHOCTU IO OTHOIIEHWIO K 0O0JIb-
IIMHCTBY METAJIJIOB, MCIIOJIb3YEMBIX B KAUYECTBE CBSI-
30K aJiIMa3HOro MHcTpyMeHTa. [IpuMeHeHre MOoIbIX
KopyHIoBbIX Mukpocoep (ITKM) B HacTosiiee Bpe-
Ms OrpaHWUYECHO NLIUMOBATBHBIM WHCTPYMEHTOM,
npeaHa3HAaYeHHBIM JIs 00pabOTKM TBEPABIX MaTe-
pMaJIoB, HallpuMep KOpyHIa, KapOuga KpeMHUS U
T.1. OOHAKO TaKoW Momxod K MOAMMUIIMPOBAHUIO
METaJIJINYECKON CBSI3KU SBJSIETCS MEePCIEeKTUBHBIM
U U1 MHCTPYMEHTa, MpeAHa3HauYeHHOIo MJIsl CyXOu
pe3KM 6eToHa U XKeJie300eToHa.

B nanHoii pabote ucciaenosaHo BausiHue [IKM Ha
CTPYKTYPY M MeXaHWUYeCKHe CBOMcTBa CBsI3kM Fe—
Ni—Cu, Ha ee UIBHOCOCTONUKOCTb IPY TPEHUU B Iape ¢
oOpabaTbIBaeMbIM MaTeprajaoM (OETOHOM).

UcxopHblie maTepuansi
M MEeTOAMKU UccnenoBaHui

B xadecTBe MCXOMHBIX MaTEPUAIOB OB MCIIOIb-
30BaHbl ITOPOIIKM KapOOHMJIBHOTO XeJjie3a MapKu
BK-3 (cpeanuii pa3zmep yactun d = 9 MkM, OOO «CuH-
T1e3-1TKXK», 1. JI3ep>KUHCK), KapOOHUIBHOIO HUKE S
Mapku [THK-YT3 (d = 10 mxm, AO «Konbckass TMK»),
BJIeKTpoNuTHYecKoir Meau wmapku IIMC-1 (d =
= 35 MKM, «YpalaiaekTpomMenb», T. B. [Ipimma), Ko-
pyHaoBble Mukpocoepsl (ppakuuun 70—100 u 100—
140 mxm, AO «KutCrpoii», . C.-IleTepOypr).

CwmemuBanue mopomkoB Fe, Ni m Cu B MaccoBoM
cootHomeHuu 50 : 45 : 5 MpoBOAMIIM B TJIaHETAPHOU
neHTpobexHoi MenbHULe (ITLIM) MIIII-1 (Poccus)
B CJIEOYIOIIEM peXHUMe: CKOPOCTh BpallleHUsT bapaba-
HoB — 300 06/MWH, IEHTPOOEXHBIN hakTop — 28 g,
MPOIOIKUTEIbHOCTh CMEIIMBaHUS — 3 MUH. MuK-
pocdepsl BBOIMIN B CMECh C IIOMOIIBIO J1abopaTop-
Horo cmecutens «lurbula» (2 4, ¢ modasmeHuem 10 %
rekcaHa).

KoMmakTrpoBaHue TOJYYCHHBIX ITOPOIIKOBBIX
CMeCell OCYILECTBISIU METOAOM TOpsSYero Mmpecco-
Banug (I'TT) nHa ycranoBke Dr. Fritsch (I'epmanus).
Temmneparypa I'Tl coctaBisana 950 °C, maBieHne Ipu
MakcuMaabHOl TemMnepatype — 35 MIla, Bpems BbI-
IepXKKu — 3 MuH. TakuM o0pa3oM ObIJIM TTOJyYeHBI
KOMIIaKTHBIe 00pa3ibl pasMepoM 100x100x3 MM, u3
KOTOPBIX Jajiee BbIpe3aJu o0pas3libl IJIsi MeXaHWYe-
CKHUX 1 TPUOOJIOTMIECKMX UCTIBITAHUIA.

IloctpoeHne u 06pPabOTKY KOHEUHO-3JIEMEHTHOM
MOJeAU MPOBOAUIMU C UCIOJb30BAaHUEM CJIEAYIOIIUX
nporpaMMHBIX KomriuiekcoB: ABAQUS CAE 6.14,
Intel (R) Fortran Compiler 17.0. PacdeTsl BBITIOTHSI-
JIM B paMKax IMPUOINKEHUST MaJIbIX TedOopMaIinid oISt
JIMHEHOU TEOPUU YIIPYTOCTH. JI151 aBTOMATHUUECKOTO
IIOCTPOCHUS TPEXMEPHBIX PACUCTHEHIX STYeCK HaAHO-
KOMTIIO3UTa IMTPUMEHSIJICST IIPOTPaMMHEBIN KO, peajiu-
3oBaHHBIN B cpene Compaq Visual Fortran.

M3mepeHus mpeneia IpOYHOCTH MTPU U3rude mpo-
BOAMJIM Ha YHHUBEPCAJIbHOW CEPBOrMIpaBINYECKON
mamunHe LF-100 (Walter + bai, [lIBeiiuapust) ¢ BHellI-
HUM mudpoBeiM KoHTpoiepoM (EDC). Ompenene-
HUE 3HAYeHMH IIpeaena MPOYHOCTU OCYIIECTBIISLIN
C MHCIIOJIb30BaHMEM ITPOTPAMMHOIO OOeCIeYeHu s,
ITO3BOJISTIONIETO BBHITIOJHSITH aBTOMATUUECKYIO PETH-
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10 cm/c

Ob6paszernt

Beron M300

Puc. 1. Cxema npoBeaeHN s TpMOOJIOTMYECKUX UCTTBITAHU I

Fig. 1. Tribological test setup

CTpaLIIO M CTATUCTUUECKYIO 00pabOTKY pe3yIbTaTOB
ucnbiTaHus (mporpamma «DIONPro»).

Tpubonornyeckue UCHBITAHUS OOpa3lOB CBS-
30K ¢ mo6aBkoii [IKM BBINOMHSIM IO CXEME «CTEp-
XKEeHb—IIJIACTUHA» TIPW BO3BPATHO-IIOCTYIIATEIEHOM
IBukeHUU (puc. 1) Ha MammHe TpeHus «Iribometer»
(CSM Instruments, IlIBeitimapus) IIpy yCIOBUSIX, aHA-
JIOTUYHBIX MPUBEACHHBIM B paboTax [18—20]. B kaue-
CTBE HEMOIBUXKHOTO KOHTPTEJIa BHICTYNAJM NIpU3Ma-
TUYECKHMEe 00pa3lbl 0a30BOM U MOTUMUIIMPOBAHHONK
TTKM-cBsizku Fe—Ni—Cu. IMonBuXHOI yacTblo na-
pbl TpeHUSs ObLT MIMGOBaHHBIN 00pa3el U3 OeToHa
Mmapku M300. MUcribITaHMS TPOBOIVIIN TTOA, HATpy3KOM
5 H co ckopocteio 10 cM/c. CymMmMapHEBIil TIpober co-
ctaBua 1 kM. U3HOC puKcHpoBaIu Mo yOBIJIM MacChl
KoHTpTesia Ha Becax AND (AnoHus) ¢ TOYHOCTBIO 10
10—-5r.

WUccnenoBaHue CTPyKTYpbl KOMMAKTHBIX 00pa3-
IIOB, a TaKXXe IIOBEPXHOCTH 00pa31OB MOCJIe TPHUOOJIO0-
TMYECKUX UCITBITAHUNA OCYIIECTBIISIIM METOIOM CKa-
HUPYIOLIEN 3JIEKTPOHHOM MUKPOCKOIIUU C IIOMOIIBIO
mukpockora S-3400N (Hitachi, SImoawus), ocHaImeH-
HOTO PEHTTEHOBCKHMM SHEPrOAUCIIEPCUOHHBIM CITeK-
TpoMeTpoM NORAN (Thermo Scientific, CLLIA).

PesynbTatbl U X 06CyXaeHune

Monyyenue komno3utos ¢ MNKM

XapakTep pacnpeneiecHUsI CTPYKTYPHBIX COCTaB-
Jsomux B kommno3utax Fe—Ni—Cu, moguduuupo-
BaHHBIX [1KM, ouenuBanu metogom COM Ha moym-
poBaHHbIX ['TI-06pa3nax. Kak BuaHo Ha puc. 2, [IKM
pacrpene/ieHbl paBHOMEpPHO B oO0beMe MaTepuaa u
He oOpasywT arjomepaToB. Mcnonbs3zoBanHbie [1KM
WMeEJIN TOCTATOYHO TOJICTBIE CTEHKM, UYTO MO3BOJISIIO
UM BblAepXMBaTh Harpy3ku npu I'TI 6e3 paspyieHus.
Cpennuit guamerp rmoaoctu ITKM cocrasirstn 60 MKM.
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Matpuua .o.
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a o ™Y 500 mMKm

20 MKM

Puc. 2. MukpocTpyKTypa MoJrupoBaHHOIo oopasia
cBsa3ku Fe—Ni—Cu—5%I1KM (a)
U U300paxkeHue rpaHullbl paszaena «<Marpua—I[1KM» (6)

Fig. 2. Microstructure of polished Fe—Ni—Cu—5%HCM
binder sample () and image of «matrix—HCM»
interface (0)

IIpuneranue matpuubl K IIKM OblI0 MOealbHBIM:
Ha TpaHWlIe pa3jiesa OTCYTCTBOBAJU KPYITHBIE MOPBI
U TPEIIMHBI, KOTOPbIE MOTJIM ObI TOBJMSTH Ha YAEP-
XUBaHMe chep B MaTepuajie M, TAKUM 0o0Opa3oM, Ha
MeXaHUYecKHue CBOMCTBa Kommo3uTa. KOMITOHEHTHI
CBSI3KM MMEIOT HU3KYI0 CMauyMBaeMOCTh I10 OTHOIIIE-
HUIO K Al,O3 [21]. OnHaKO BaXHY10 POJIb IIPU B3aUMO-
netictBuu cBsi3ku ¢ ITKM Mor urparb okcuj keje3a
Fe, O3, npucyTcTBYIOLIMIT B MajblX KOHLIEHTPaLMsX
(MeHee 1 %) B KauecTBe MPUMECH B IIOPOLIKOBOM CMe-
cu Fe—Ni—Cu nocine ee o6padbotku B ITLHHM. Okcuabt
XKeJie3a M aJlOMUHUA 00J1afaloT YaCTUYHOW pPacTBO-
pumMocThio npu Temnepatype 950 °C (5—7 mon.%) [22]
U MOTYT 00pa30BbIBaTh WINKUHENb FeAl,Oy4, 4TO noJ0-
JKUTEJIbHO CKa3bIBaeTCs Ha aAre3MM KOMIIOHEHTOB.

MopaenupoBaHue npoueccoB aedpopmanum
komno3uTos ¢ NKM

JInsi TOHMMaHU ST MEXaHU3MOB AedopMalvy 1 pa3-
pyuieHus1 KOMIO3UTOB, coiepxamux I[IKM, Obuia
pa3paboTaHa KOMIIbIOTEPHAsT MOJIEJb, CBS3bIBAIOIIAS
KOHIICHTPAIUIO U XapaKTep pacrpeneyeHust Mopo-
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JepHa

I'pannmue 3epen /
FEPHOTPAHITMHELE
IIp()C:I{lﬁ Kil

Konutpomipyromiie
H3HOCOCTO nK()C'rh
nobaskn

Puc. 3. Mogenb nepBoro ypoBHsI (MaKpOMOJIEJIb),
coJiepxalas 3epHa MaTpUIbl pa3MepoM 5—10 MKM

1 3 % KOHTPOJMPYIOIINX U3HOCOCTOMKOCTh T06ABOK —
chep okcuaa anroMuHus auamerpom 70—150 Mxm

Fig. 3. First-level model (macromodel) containing

5—10 um matrix grains and 3 % of wear resistance control
additives — aluminum oxide spheres 70—150 um

in diameter

oOpasylolieit 100aBKM ¢ MeXaHMUYECKMMMU CBOMCTBaA-
MU KOMIIO3UTOB. MoaenupyeMble KOMIIO3UTHI IIpe-
CTaBJIEHBI CIEAYIOIMUMHY CTPYKTYPHBIMU COCTABJISIO-
IKMMU: omHoda3Has TBepAOpacTBOPHAsI MaTpH-
ma + [TKM.

KoHTponupyoonnue WN3HOCOCTOMKOCTh IT00aBKHU
NPUHUMAJIUCh B BUJIE MOJBIX chep auamerpoM 70—
100 MKM € TOJMIIMHOM CTEHKM, cocTasismomieit 0,25 %
OT IUaMeTpa.

Jns pa3dbueHust TIOCTPOCHHOI MOAEIN Ha TeTpa-
TOHAJbHBIC KOHEYHO-2JIEMECHTHBIC CETKHM IPUMEHSIII-
csl MOAXOJ «BCTpaMBaeMblX pa3dueHuit» (embedded
elements meshing approach) [23]. 3epeHHast CTPYKTY-
pa reHepupoBajach C MCIOJb30BAHUEM TECCEIISIIINN
ITyaccona—Boponoro [24]. Ilo pe3yiabTataM ucciie-
IOBaHUS MUKPOCTPYKTYPbl KOMIIO3UTOB Ha OCHOBE
cnnaBa Fe—Ni—Cu [25] 6bl1a TOCTpOEHA ABYXYPOB-
HeBast MoAeidb. Mopenb IepBoro ypoBHsSI (MaKpOMO-
JieJib) BKJIIo4aJia B ce0s 3epHa pazMepoM oT 350 HM 10
12 MKM, pasmejieHHbIe IPOCIOMKAMU 3¢pHOTpaHNY-
Hoil a3el mupuHoi 70~100 HM, a TakKe KOHTPOJIM-
pyole U3HOCOCTOMKOCTh 100aBKU (puc. 3).

MexaHMYeCKHE CBOMCTBA MeETaJUIMUYECKUX MaT-
pMII, HAHOYACTHI U PETYIUPYIOIINX HN3HOCOCTOM-
KOCTb 100aBOK, UCMOJIL30BAaHHbBIC AJIsI pacyeTa, Ipu-
BeleHbl B Tao. 1.

Hnst aHamm3a paclpeaelieHus HampsKeHU u
nedopmaliiit B MaTepuaje IpU OJHOOCHOM pacTs-
TUBAIOIIEM Harpy:XeHWU K OTHOM M3 ITOBEPXHOCTEH
MOJIEJBHOM STYESWKH MPUKIIaAbIBaJIN PaCTITUBAIOIIEe
HamnpsikeHHUe BIOJb OCU Y, IPU TOM IPOTHUBOIIOIOX-
Hasl TIOBEPXHOCTh MOACIBHOM STUYeKM ObI1a 3apUKCH-

Tabnuua 1. MexaHnyeckue CBOMCTBA
cBa3ku Fe—Ni—Cu n NNKM

Table 1. Mechanical properties of Fe—Ni—Cu binder and HCM

Marepuan FE, T'Tla 0,2, MIla
50%Fe—45%Ni—5%Cu [25] 104 256
Al,O5 [24] 400 —

poBaHa rpaHUYHBIM yciaoBueM YSUMM (maBukeHue
BIIOJIb OCH Y OrpaHUYeHO). 3aTeM MTPOBOAUIICS aHATU3
BO3HMKAIOIIUX HamNpskKeHUi u gedopManuii B pas-
JIMYHBIX CeYeHU X Monenu. [lepemelienre «BepxHein»
MJIOCKOCTU MOJEJIbHOU STYEUKU BAOJb OCU Y MPUHU-
MaJii paBHBIM JMHEWHOU AedopManuu MaTepuana,
a BO3HMKAIOIIME CUJIBI MpoTHBOmeucTBUS (RF —
reaction force) B «HMXHE» MIOCKOCTH UCTIOIB30BaTIN
IUIS pacyeTa HampsiKeHUH B TaHHOM CEYeHMU Mare-
puana:

S= RF/A, M

rae S — HanpsikeHue matepuana, [1a; RF— cuna npo-
TUBOAEUCTBUS pacTsixkeHuto, H; A — niomanb cede-
HUS MOAEJIbHOM STYeKH, M2,

W3BecTHO, YTO B OOJBIIMHCTBE cllydyaeB JoOaBJie-
HHe apMUPYIOINX (a3 IpUBOOUT K POCTY TBEPOOCTH
¥ MOIYJS YIIPYTOCTH, HO 3HAYUTEIBHOMY CHUXKEHUIO
niaacTuyHocTu. OgHaKO, COTJIaCHO MOJIYYEHHBIM 9KC-
MePUMEHTAJBHBIM IaHHBIM, IIPU IT00aBJICHUU KOH-
TPOJIUPYIOIIUX U3HOCOCTOMKOCTh N0OaBOK (MUKpPO-
cdhep) maxe B 3HAUMTEIbHO OONBLIMX KOJIUYECTBAX
(mo 15 %) cHUXeHUSsI IUIACTUYHOCTH KOMIIO3UTA He
npoucxoauo. s aHainu3a TaKoro aHoMaJbHOTO M0~
BeleHMs OblJIa MOCTPO€HA KOHEYHO-3JIEeMEHTHAasI MO-
nmenb (puc. 4), BKIIIOYAmIas B ce0sl 3epeHHYIO CTPYK-
TYpy MaTPHUIIEI ¥ TTOJTbIe MUKPOCHhEPHI.

KoMrmbloTepHble 3KCIIEPUMEHTHI IOKa3ajiud, 4TO
B TaKMX KOMITO3UTAaX OOJIACTY KOHIIEHTPALIMK HaIpsi-
KEHWI BO3HUKAIOT He Ha TpaHUIE MEXIY JacTUICH
M MaTpULEH, a Ha BHYTPEHHEH IOBEPXHOCTU IIOJBIX
mukpocdep. B oobeme marpuunl Bokpyr INKM, Ha-
MIPOTUB, TIPOMCXOIST pellaKcalldsl HaIIPSKCHUUA U
dopMuUpoBaHUE «pa3rpyKeHHbIX» obJyacteil (puc. 4,
6—e). B cmyugae ITKM momymnb ynpyroctu cepsl 3Ha-
YUTEJBHO BBIIIE MOMYJISI YIIPYTOCTH MaTPUIIBI (TaoI. 1),
YTO MO3BOJISIET chepe BhIACPXKMBATH BBICOKHE HAIpy3-
KM W o0ecreuynBaTh IETOKAIM3AINI0 HAIIPSXKCHUMA
BILJIOTH A0 pa3pylieHus cepsl.

Pesynbrarhl, moiay4YeHHbIE MPU KOMIIBIOTEPHOM
MOIEINPOBAHUM IIPOIECCOB AehOpMalluy KOMITO3H-
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3epHa

I'pannus sepen /
3ePHOTPaHHYHBIE (]
NpocIoHKH

Kontponupyiomue
H3HOCOCTOHKOCTE
no0aBKH

100 MKM

100 MM

Puc. 4. Mukpoctpykrypa komnozuta Fe—Ni—Cu + [TKM

ripu crenieru gedopmannu A = 0,30 % (a), 0,50 % (6), 0,69 % (6) 1 0,84 % (2)
Fig. 4. Microstructure of Fe—Ni—Cu + HCM binder at the degree of strain A = 0.30 % (a), 0.50 (6), 0.69 (¢) and 0.84 (2)

TOB co cBsI3Kol Fe—Ni—Cu, mo3BOJISIOT YTBEPXKIATh,
yTo apMupoBaHue nod6aBkamu [IKM mnpeacraBasieTcs
MEePCIEeKTUBHBIM ¢ TOYKU 3PEHMSI COXpPaHEHUS Iljia-
CTUYHOCTH.

UccnepoBaHne MexaHMYeCKMX CBOUCTB
KOMNO3ULMOHHbIX MaTepuanoB Fe—Ni—Cu—IMNKM

C 1eIbI0 UCCIeTOBAaHUS ITPOYHOCTU KOMITO3UTOB C
ITKM metonom I'T1 61710 U3rotoBseHo 2 cepuu o0pas-
noB (ppakumu [TKM 70—100 mxMm 1 100—140 Mxm).
Cogaep:xaHue opoodpasymlleil 100aBK1 BapbUpoBa-
JIY B iuana3oHe 3—15 06.%.

YCTaHOBJIEHO, YTO CaMBIM BBICOKMM 3HAYCHHEM
Mpejeia MPOYHOCTU IIPU U3rnbde XapaKTepru30BallCh
o0pa3iibl, He cogepxainue [TKM, — 1125 MIla (puc. 5).
Beenenue I1KM npuBoauT K pa3yIlpoOYyHEHUIO KOM-
no3uTa. TeM He MeHee HabJIIoaeMoe CHUKEHHE ITPOoY-
HOCTM HE SIBJSIETCSI KPUTUUYHBIM U TIPU MaKCUMaJlb-
HBIX KOHLEHTpalLUsIX Nopoodpa3yloleil 100aBKU He
npesbiiiaet 33 % (770—800 MIla).

Ha puc. 6 npencraBieHbl AepopMallMOHHbBIE KPU-
Beie KOMTIO3UTOB ¢ [IKM. CaMbIM BBICOKUM 3HaYe-
HUEM CTpeJibl IIporuda f = 8§ MM B MOMEHT pa3pyllie-
HUS xapakTepusoBalics 6a3oBbiit critaB Fe—Ni—Cu.
C yBenuuenueM KoHueHTpaunu [TKM miaacTmaHOCTB
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Puc. 5. I'papuku 3aBUCUMOCTE IIpeaeaa IPOYHOCTU
pu u3rude Komro3utos ¢ Marpuieit Fe—Ni—Cu
oT KoH1LleHTpaluu [TKM

Fig. 5. Plots of bending strength versus HCM
concentration for Fe—Ni—Cu matrix composites

KOMITO3UTOB yMeHbllaeTcsa. OgHako, KaK BHUAHO IO
XapakTepy KpUBHIX, pa3pyIlleHNEe BCeX 00pa31ioB Ipo-
HWCXOIMT TOCJIe CYIIECTBEHHOM mjlacTuueckoi aedop-
Maluu.

C 1enpio onpeaeeHNsI MEXaHU3MOB pa3pyIICHU S
KOMITO3UTOB U BhIsIBJIeHUS posin [TKM B 3tux mpo-
1eccax ObLIM MCCIeA0BaHbBI MUKPOCTPYKTYPHI M3JI0-
MOB MOCJI€ UCIIBITAHUH Ha U3TUO.

JE—
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Puc. 6. Kpusbie nedhopManiii KOMITIO3UTOB

Ha ocHoBe criaBa Fe—Ni—Cu ¢ [IKM npu nsrute

1— Fe—Ni—Cu, 2—3 % [IKM, 3 — 5 % [IKM, 4 — 10 % TIKM,
5—15% IIKM

Fig. 6. Flexural strain curves for composites based
on Fe—Ni—Cu alloy with HCM

1— Fe—Ni—Cu, 2— 3% HCM, 3— 5% HCM, 4— 10 % HCM,
5—15% HCM

Ha puc. 7 npuBeneHsl CHUMKM M3JioMa 0Opas-
una Fe—Ni—Cu + X % I1KM. boabias 4acTh Mo-
BEPXHOCTU U3JIOMOB UMeeT (HaceTouHOe CTPOECHUeE,
TUIIMYHOE [JIS1 BSA3KOTO Pa3pylleHUs MaTepralioB.
Y He3HAUUTENbHON YacCTU TMOBEPXHOCTU U3JI0Ma Ha-
OromaroTes cliefbl TagKuX CKOJIOB — yTIyOJIeHul B

500 mim

¢dopme noaycdep, nopropstomnx reometpuio ITKM.
B sTtux obmacTgx paspylleHUe ITPOXOAUJIO IO T'pa-
Huue pasaena «marpuua—IIKM» u umeno xpynkuii
xapakTep. Takxe Ha U3710Me MOXHO 3ameTUTh [IKM
MpaBUJIbHON c(epryecKkoil (popMbl, BHICTyNAIOIINE
HaJ MOBEPXHOCTHI0O MaTpHUIEl. OUeBUIHO, HAJINIUE
HenoBpexaeHHbIX [IKM yka3biBaeT Ha aHaJOruy-
HBII XapakKTep pa3pylIieHUs (OTCIOCHME MaTpPUIIBLI
ot [TKM).

boénbinas nons ot obiiero koauvyectsa [IKM Ha
u3joMe Obla IMoBpexaeHa (cM. puc. 7). Kak mpasuio,
9TO OBLIM CPepbl, pa3pylIeHHbIE B MJIOCKOCTH MakK-
cUMaJjibHOTro panuyca. B LieHTpaibHOI YacTu TaKuX
ITKM BUIHBI TTOJIOCTH, & CTEHKU MMEIOT MHOTOUYMC-
JICHHBIE pagMalibHble TPEeIIUHBL. B manHOM ciydae
9HEeprusi, HeodxoauMas IJIsl CO3AaHUSI MUKPOTPEI -
HBl Ha TpaHUlle pasnena mexny marpuueit u [1KM,
BBIIIIE, YeM DHEPrusi, HeOOXOaUMas Ui pa3pylIeHUS
camoit [TKM. Takoii xapakTep pa3pylleHUs corjacy-
eTcs C pe3yJbTaTaMi MUKPOMEXaHUYECKOIO MOMIEIIH-
pPOBaHWS U CBUIETEILCTBYET O TOM, UYTO HATIPSIXKCHU S
npu nedopMalii KOMIO3UTa MPEeUMYIECTBEHHO JIO-
KaJIM3YIOTCS BHYTPU MUKpocdep.

Crnenyer oTMeTUTh, 4To KOHIleHTpauus [TKM He
BJIMSIET Ha BS3KUU XapakTep pa3pylleHUsI KOMITO3UTa
npu geopManunu.

& HefoepexneHHad ;

AITKM

L
foBpekaeHtbie
MKM

.

Cneg ot FIKM

100 mrm

Puc. 7. Ctpykrypsl uznoMoB KoMmno3utoB Fe—Ni—Cu + 3 % [TKM (a) u Fe—Ni—Cu + 15 % I1KM (6)
Fig. 7. Fracture images for Fe—Ni—Cu + 3 % HCM (a) and Fe—Ni—Cu + 15 % HCM (6) composites
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Bnuauue NKM
Ha U3HOCOCTOMKOCTb ¢BA30K Fe—Ni—Cu

Pesyapratel TpHOOJOTMUECKUX MCIBITAHUN KOM-
no3utoB ¢ [IKM npencraBiaeHsl B Taba. 2. JlobaBka
I1IKM, B 3aBUCMMOCTH OT €€ KOHIIEHTpalluu, Ipu-
BOAMJA K yBeJIWYeHUIO u3Hoca Ha 50—170 % mpu
ncrnonap3oBaHnn ¢pakumu 70—100 Mxm u Ha 160—
325 % — B ciyvae ¢ppakuuu 100—140 MxM.

Jng wu3ydyeHUss OCOOEHHOCTelf u3Hoca o0pas-
1Bl TTOCJIE MCTIBITAHUI OBIIM HUCCIEAOBAaHBI METOIOM
COM. Boénpmras 9acTh MOBEPXHOCTU 6a30BOT0O 00pa3-
na Fe—Ni—Cu 0Obly1a OKpbITa MPOAYKTAMU M3HOCA
KOHTpTEeJIa U OETOHHOHN MiaacTUHBI (puc. §, a). D10
CBUIETECIBCTBYET O TOM, YTO Ha HAYaJIbHOM CTaIWK
MIPOMCXONAT TPEHNE W B3aUMHBIN abpa3suBHBIN M3HOC
napel TpeHus. [losiBIeHUe TTPOAYKTOB MU3HOCA B Me-
CTe KOHTAaKTa B IIpoliecce NCIIBITAHUI 00yCIaBIUBacT
b opMupoBaHUE TPOMEKYTOTHOTO TPUOOCTION U U3ME-
HeHue MexaHu3Ma u3Hoca. [1pu yBeandeHuu npomoJi-
KUTEIBHOCTH IIpollecca TPEHUSI IIPOOYKTH M3HOCA
(MpeuMyIIeCTBEHHO YacTUIllbl 0€TOHA) HaJMMaloT Ha
KOHTPTEJIO, YTO MPUBOAUT K UBMEHEHMIO COCTaBa TPY-

IpoaykTe n3aoca
(Hannanme)

gt

[TKM

[1]

100 MKM

Tabnuua 2. U3Hoc (Am) komno3utoB Fe—Ni—Cu + X%IKM
nocsne TpubOIOrMYECKUX UCTIbITAHMIA

Table 2. Wear (Am) of Fe—Ni—Cu + X%HCM composites

after tribological tests

Hons [TKM ®paxkmust [TKM, Am, 104t
X, % MKM

0 — 2,0

70—100 3,0
5 70—100 3,2
10 70—100 3,0
15 70—100 5,4
3 100—140 5,2
5 100—140 5,4
10 100—140 8,4
15 100—140 8,5

LIMXCs TTOBEPXHOCTE Ha «0eToH/6eToH» (puc. 9, a).
B »TuX yCcroBUSIX M3HOC KOHTpTeNa M3 ciuiaBa Fe—
Ni—Cu octaHaBIMBaeTCs.

Ha puc. 8, 6 ipeacraBieH cHUMOK obpa3ua Fe—

ITpoaysrsEmitoca

I, o1H. ej1.

Puc. 8. Nzobpaxenus nosepxHocreit 00pasunos Fe—Ni—Cu (@) u Fe—Ni—Cu + 5 % ITKM (6)
nocJjie TpUOOJOTrMUYeCKUX UCIIBITAHUI U KpynHoe u3obpaxkeHue [1KM,
3aM0JIHEHHOI MpoayKTaMu U3Hoca, co cieKTpoM DI C u3 BelaeIeHHOM 061acTH (6)

Fig. 8. Surface images of Fe—Ni—Cu () and Fe—Ni—Cu + 5 % HCM (6) samples after tribological tests and close-up
image of HCM filled with debris, with EDX spectrum from highlighted area ()
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Fe-Ni—Cu

Ipoayxrsl u3HOCA
u

6 Fe-Ni—Cu

[TKM

[Tpoaykrsl H3HOCA

Beron

Puc. 9. Cxemaruueckoe nszobpaxenue rnap tpeHust «Fe—Ni—Cu/6eTon M300» (a)

u «Fe—Ni—Cu + 15 % I[IKM/6eTon M300» (6)

Fig. 9. Schematic image of «Fe—Ni—Cu/M300 concrete» (a) and «Fe—Ni—Cu + 15 % HCM/M300 concrete» (6)

friction pairs

Ni—Cu + 5 % I1KM mnociie TprubOJOrHYeCKUX UCTTbI-
TaHuii. Bonbliag 4yacTh MOBEPXHOCTU MATPULBLI HE
MMOKPBITA IMMponyKTaMu n3Hoca. ObpasoBasinecs 60-
po31bl, HalpaBJeHHbIE MapaJijieJbHO HaIpaBJIEHUIO
IBUXKEHUS B ITape TPeHMsI, CBUAECTEIbCTBYIOT 00 abpa-
3UBHOM M3HOce KoHTpTesa. [Tonoctu Becex ITKM 3a-
MOJIHEHBI MPOAYKTAaMU MU3HOCcA (YacTUlLlaMU OETOHA),
yTo noaTBepxkaaeTcsa pesyabraramu DC (puc. 8, 6).

HM3MeHeHne MeXaHM3Ma M KOJMUYECTBEHHOE YBe-
JiMyeHue uzHoca (cM. Tadna. 2) npu BBeaeHuu [TKM
CBsI3aHBI C MX POJIBIO pe3epByapa s IPOAYKTOB U3-
Hoca. YacTuiibl 6€ToOHA BBIBOASITCS U3 00J1aCTU KOH-
TakTa 1 3anojHs0T nojaoctu ITKM (puc. 9). 3a cuet
9TOr'0 3HAUYMTEJbHas YaCTh ITOBEPXHOCTU MaTepualia
MaTPUIIBI OCTAeTCSI CBOOOMIHOM OT IIPOAYKTOB M3HOCA
W MPOJOJKAET KOHTAKTUPOBATh ¢ abpa3uBHBIM Ma-
TepraaoM. DTO IPUBOIUT K MUHTEHCUBHOMY M3HAIII M-
BAaHMIO JaHHBIX KOMITO3UTOB, YTO SABJISICTCS BaXHBIM
YCJIOBUEM JIJISI UX UCMOJIb30BaHUSI B KAUECTBE CBSI30K
aJMa3HOTO MHCTPYMEHTa, MpelHa3HAYeHHOIro [Jis
Cyxoii pe3Ku 0eTOHA 1 XKeJIe300eTOHa.

VYkazaHHOe MpeAcTaBjeHrWe O MéXaHM3MaX M3HO-
ca B MCCJIENOBAaHHBIX Mapax TPEHUSs MOATBEPXKIaeTCs
KOJINYECTBEeHHBIMU JAaHHBIMU (CM. Ta0JI. 2), COTJIaCHO
KOTOpbIM yBenudeHue coaepxanus [TKM u ux cpen-
HEero pasmepa, a cliefoBaTe/IbHO, U 00llero oobema
MyCTOT AJIsSI 3aIIOJTHEHUS MPOXYKTaMHU M3HOCA, IIPH-
BOAUT K 00Jiee UHTEHCMBHOMY M3HALIMBAHUIO.

HpyruM BO3MOXHBIM OOBSICHEHHMEM IIOBBIIIIE-
HUS U3HOca oOpa3uoB ¢ gobaskamu I[IKM sBnsercs
pocT abpa3uBHOCTU IIJlaMa, KOTOPbI TMPOUCXOAUT
3a cueT xpynkoro paspyumeHust [1IKM u nonmaganus
MX OCKOJIKOB B KOHTaKTHYIO 30HY. OOHAKO YIUTHIBAS
otrcyTcTBUe BhikpamiuBaHus [TKM Ha moBepxHocTuU
KOMIIO3UTa U UX HallexKHOEe 3aKpeljieHue B MaTpUlie,
peann3ainms TaKOTO MeXaHu3Ma OyaeT 6ojee BEpOsaT-

HO¥ TpUY 3HaY€HUU U3HOCA KOMIO3UTa, COU3MEPUMOM
¢ nuametpoM ITKM.

BoiBOAbI

1. MeTomaMu OPOIIKOBOM METaJITypIruy OBLIH I10-
JIYYeHBI KOMIIaKTHBIE 00pa3Ibl KOMITO3UIIMOHHBIX Ma-
TepuaJioB Ha ocHoBe crjlaBa Fe—Ni—Cu ¢ gobaBkamu
3—15 % I1KM pa3ziaunyHoro (pakiIMOHHOI'O COCTaBa.

2. lo6aBka [TKM B MaTpully Ha OCHOBE CILJIaBa
Fe—Ni—Cu o0ycnaBauBaeT CHUXEHHE IPOYHOCTU
(mo 33 % npu konueHtpauuu [IKM 15 06.%), HO He
MPUBOAUT K U3BMEHEHUIO BSI3KOT0 XapakTepa pa3pyliie-
HUsA. MeToomoM MMKPOMEXaHMYECKOIo MOMAEJIMpOBa-
HHUS YCTAaHOBJICHO, YTO IIPH Ae(hopMaIliy KOMIIO3UTOB
Fe—Ni—Cu—X%I1KM Jokanuzanusi HampsiKeHU i
MPOMCXOAUT Ha BHYTPEHHUX CTEHKaX MHUKpocdep,
YTO OBIJIO TOATBEPXKICHO IIPU MCCIACHOBAHMSIX MU-
KPOCTPYKTYpP HU3JIOMOB OOpa3liOB IOCJe MeXaHWYe-
CKUX UCTIBITAHUMA.

3. Beenenue [IKM B MaTpuily Ha OCHOBE CILIaBa
Fe—Ni—Cu no3BoJjisieT yBeIUYUTh U3HOC TMpPU Tpe-
HUHU 0 6eToH Mapku M300 Ha 50—170 % u 160—325 %
IIPY UCIIOJIb30BAHNH COOTBETCTBEHHO (ppakmuit 70—
100 mxm u 100—140 mxmM. Ilpu TpeHuu ITKM BbI-
MOJIHAIOT POJIb pe3epByapa IJisl MPOAYKTOB M3HOCA
(yacTuir 0eToHa), 6Jaromapst YeMy TpyIIasics ITOBEpX-
HOCTbh MaTepuaja MaTpUIlbl OCTaeTcsl CBOOOAHON OT
MPOLYKTOB M3HOCA M HAMIPSIMYIO KOHTAaKTUPYET C 00-
pabaTEIBaeMBIM MaTepPHUAJIOM.

Paboma evinonnena npu gunancosoii noddepicke
Poccuiickoeo nayunoeo ghonda 6 pamrax npoexkma No 17-79-20384.

Aemopbi 8bipadicarom 61a200apHOCMb COMPYOHUKAM

HUTY «MHCuC» dokm. mexn. nayk M.HU. [lemporcuxy

u Kand. mext. Hayk C.K. Myxanogy 3a nomoub é o0cyscoenuu
NOAYHEHHbIX Pe3YAbMamos.
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Bnuguue no06aBku Xxenesa Ha CTPYKTYPY M CBOMCTBA
(PPUKLMOHHOIr0 NOPOLLKOBOr0o MaTepuana Ha OCHOBe MeaMm,
paboTalowiero B yC/10BUAX TPEHUS CO CMa3KOM
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AHHOTauma: MalunHbl 1 MeXaHU3Mbl CoaepXaT OTBeYaloLLne 3a UX ABUXEHNE U OCTAHOBKY Y3Jlbl, UCMOMb3YyoLNe PPUKLNOHHBbIE
martepuanbl. K Takum y3nam OTHOCATCS MacliooxnaxaaemMble TOpMOo3a, rmapomMexaHnyeckmne Kopookn nepenay, My@gTbl. B HUx
NPUMEHSIIOTCS MPEVMYLLECTBEHHO PPUKLIMOHHBIE MaTepMasbl HA OCHOBE Meau, 06ecrneymnBaoLLLe BbICOKME 3HaYeHUS Koadduum-
€HTa TPeHUs1 N N3HOCOCTOMKOCTU. Takum matepmanam npucyy, 3ddeKTUBHLIN TEMTOOTBOS, TaK Kak B yka3aHHbIX 30HaX 3a HE3Ha-
YUTENbHbIV MPOMEXYTOK BPEMEHM BblaenseTcs 60/blUoe KoNnM4ecTBo Tenna. B paboTe npeacrasneHbl pedynbraThl UICCIEA0BAHNINA
BNUSAHUS BBEAEHUS XeNe3a BO GPMKLNOHHBIA MOPOLLKOBLI MaTepuan Ha ocHoBe 6poH3bl BpO6 n bpO12 Ha ero CTpykTypy, Mexa-
Hu4yeckne n TpuboTexHn4eckme ceoiricTea. NokasaHo, YTO BBeAEHME XeNe3a cCnocobCTBYET NOBLILWEHNIO KO3 PULMEHTa TPEeHUS
dpurKUMOHHOro matepuana Ha ocHose bp0O6 ¢ 0,034 po 0,055, a Ha ocHoBe BpO12 — ¢ 0,042 po 0,073. OnpeaeneHo, YTo Npenen
NPOYHOCTUN NPU CXaTnn GPUKLMOHHOIO MaTepuana Ha ocHoBe BpO12 6e3 nobaBku xenesa coctasnseT 340 Mla, npu BBeaeHUN
10 06.% Fe — 310 MINa, a npn 50 06.% Fe — 180 MlMa. 3To 06bsicHAETCS TeM, 4TO Npu coaepxaHum xenesa 6onee 30 06.% cTpykTypa
Marepuana n3 KapkacHom NepexoanT B MaTPUYHYIO, TEMNepaTypa CnekaHnsa KOTOPOI Bbille TeMnepaTypbl, MNPUMEHSEMOol B pabo-
Te ANa cnekaHus GPUKLMOHHOIO MaTepurana. YCTaHOBNEHO, Y4To Ans GpUKLUMOHHOro MaTepmnana Ha ocHoee bpO6 B megHol pase
VIMEIOTCS KaK OKPYr/ble, Tak U BbITAHYThIE BKIIOYEHUS pa3Mepom 0 2,5 MKM ¢ cogepxxaHmem B Hux xenesa 30-50 %. B matepunane
Ha ocHoBe BpO12 HabnopaeTcs 6osbllee KONMYECTBO BKIOYEHN XXene3a B MegHOM dase — nx pasmep 6onee 3Ha4MTeNeH, AnnHa
pocturaet 20 MKM, a cogepXxaHue xenesa B HUx coctaBnset 49-73 %.

KntoueBbie cioBa: GPUKLUMOHHBIM MOPOLLKOBLIN MaTepman Ha OCHOBE 0ONIOBAHMCTON BpOH3bl, A0OaBka xenesa, CTPyKTypa, npoy-
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Effect of iron addition on the structure and properties of copper-based friction powder
material used under friction conditions with lubrication
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Abstract: Machines and mechanisms contain units responsible for their movement and stopping, and such units use friction
materials. These units include oil-cooled brakes, hydromechanical transmissions, and clutches. They use mainly copper-
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based friction materials providing the high coefficient of friction and wear resistance. These materials feature by effective heat
dissipation since a large amount of heat is released in these areas for a short period of time. The paper presents the results
of studies into the effect of iron addition into a frictional powder material based on BrO6 and BrO12 bronze on its structure,
mechanical and tribotechnical properties. It was shown that the introduction of iron contributes to an increase in the coefficient
of friction from 0.034 to 0.055 for the BrO6-based friction material and from 0.042 to 0.073 for the BrO12-based friction material.
It was determined that the ultimate compression strength of the BrO12-based friction material is 340 MPa without iron addition,
310 MPa at 10 vol.% of iron, and 180 MPa at 50 vol.% of iron. This is due to the fact that the iron content of more than 30 vol.% results
in the change of the frame structure of the material to the matrix one having a sintering temperature higher than the temperature
used in the paper for friction material sintering. It was found that for the BrO6-based friction material there are both rounded and
elongated inclusions in the copper phase up to 2.5 um in size with the iron content of 30-50 %. In the BrO12-based material there
are more iron inclusions in the copper phase and their size are much larger, the length of inclusions reaches 20 um, and the iron

contentin them is 49-73 %.

Keywords: friction powder material based on tin bronze, iron addition, structure, strength, coefficient of friction, wear.
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BeeneHue

D pUKIIMOHHBIE Y3JIBI B MaIlMHAX M MeXaHU3Max
OTBEYAIOT 3a UX IBUXKEHUE U OCTAaHOBKY. TaKUMU y3-
JIaMH SIBJISIIOTCA MacIOOXJaXXaaeMble TOpPMO3a, TH-
JpoMexaHU4YeCcKHe KopoOKu mepenad, MypThel. Pado-
TalOT OHU IIPEUMYIIECTBEHHO B YCJIOBUSIX TPEHUS CO
CMa3Kol, a HeoOXommMmble (YHKIMH MM OOECIIeUm-
BalOT (PPUKIUOHHBIE MaTepuUaibl, U3 KOTOPbIX OHU
u3rotaBiuBamTcd. Hanuuwe cmas3ku INpPUBOIUT K
CHMXKEHUIO KO3(p(pUIlMeHTa TPEeHUS M ITOBBIIICHUIO
W3HOCOCTOMKOCTH, TEM CaMbIM YyBEJIUUYMBAasl pecypc
pab6otsl y3na [1, 2].

@ puUKIIMOHHBIE MaTepHUAaJIbI ICITOJIb3YIOTCS B y3J1aX
TPEHUS B BUAE CETMEHTOB JIJISI y3JIOB CYXOr0o TPEHUS U
B BUJIe TUCKOB IJIsI Y3JI0B, paOOTAIOIINX CO CMa3KOM.
B pa6ote [3] mpuBeneHBI CITOCOOBI TTOTYYSHU ST TMCKOB
U MOKa3aHo, YTO HauboJsee MepCneKTUBHBIM C TOUKU
3peHHUsT TPOU3BOIUTEIBHOCTH, BO3SMOXHOCTH Bapbu-
pPOBaHUS CBONCTB M TOJTYYCHUS] TUCKOB OOJIBIIOTO
JUaMeTpa SBJSeTcs crnocod, B KOTOPOM (PPUKIITMOH-
HBI CIOH MOJy4YaloT METOAOM CBOOOMHOI HACHINMKU
MaTepraja ¢ MOCICAYIOIIUM IIPEIBapPUTEIHLHBIM €ro
CeKaHWeM, YIJIOTHEHUEM U OKOHYATEeIbHBIM CIieKa-
HUEM C LIeJIbI0 MOJIyYeHU s TpeOyeMoil MOPUCTOCTU U

CTPYKTYPHL.

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N° 1

Haubonee mupoko aj1s paboThl B YCIOBUSX TPEHUS
CO CMa3Koi MPUMEHSIOTCS (PPUKIIMOHHBIE MTOPOIIKO-
BBIC MaTepHAaJIbl Ha OCHOBE OJIOBIHUCTOM OpOoH3El. OHHI
00J1a/1a10T BBICOKOI M3HOCOCTOMKOCTHIO, TETLJIONPOBOI-
HOCTbBIO, KOPPO3MOHHOM CTOMKOCTHIO [4, 5], ogHAKO B
IIporiecce SKCIUTyaTallii He O0eCIIeYnBaIOT BEICOKOE
M CcTabUIbHOE 3HaYeHUe KoapduuueHTa TpeHUsl, YTO
Heobxonnumo A8 3(pPeKTUBHON 1 CTAOUIBHONM PaOOThHI
(GPUKIIMOHHOTO y3J1a. YIyJIIeHNe CBOMCTB BO3MOXKHO
3a CYET CO3MaHMsI TeTEPOreHHOM CTPYKTYPHI ITyTEM UC-
MOJIb30BaHU S 100ABOK Pa3IMIHOIO COCTaBA.

OcCHOBHOIT 100aBKOM SIBIISIETCSI TTOPOIIOK ITPHPOI-
HOTO MJIM UCKYCCTBEHHOTO rpaduTa pa3inyHON IKC-
MEPCHOCTU U CTPOEHUS B KojaudecTBe 25—55 00.%.
I'paduT cyliecTBeHHO BAUSIET Ha KOOMDOULIMEHT Tpe-
HUS MOPOIIKOBOI OPOH3BI, €r0 CTaOUIBHOCTh U CTOM-
KOCTb K (popMupoBaHuio 3aaupa [6—S8].

Jist noBeiIeHU S KO3 UIeHTa TPEHU ST BBOAST-
cs1 100aBKHU C TBEPIOCTHIO, CYIIECTBEHHO IMPEBbIIIA0-
LIEW TBEPAOCTh METAJIJIMYECKON OCHOBBI, — IMOPOILIKHA
OKCHJIOB, KapOMI0B, OOpHOIOB Pa3IMYHOIO TPAHYJIO-
MeTpUUecKoro cocrana [9—12].

KepamMuyeckue mopoiiku, B 3aBUCUMOCTH OT TBEP-
IOCTH, OKA3bIBAIOT pa3InYHOE BINSHNIE Ha MEXaHU3M
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KOHTAKTHOTO B3auMMOAEHCTBUSA. ABTOPHI paboThl [13]
noKa3aju, YTO UCIOJIb30BaHHAasI B COCTaBe (PpUKIIU-
OHHOIo MaTepuasia Jo0aBKa Kapouaa KpeMHUs obe-
CIeYMBaeT BBICOKOE 3HaAUCHUE KO3 (hhuieHTa TpeHU I
(mo 0,65 mpu padote 6e3 cMa3Kku). A BBeAeHHe 100aBKU
SiO,, no naHHbIM [14], T03BOISIET NOBBICUTH 3HAYEHUE
KoabbUIIMeHTa TPEHU S U U3HOCOCTOMKOCTh MaTepu-
ajia Ha OCHOBE MEIIH.

KpoMme TBepabIX KepaMHYeCKUX T00AaBOK, B COCTAa-
Be (DPUKIIMOHHOrO MaTepuajia MOTYT MPUMEHSThCS
J00aBKHU, CIIOCOOHBIE 00Pa30BBIBATH KapOUAHI B IIPO-
mecce criekaHus. ABTops [15, 16] moka3zanu, 4To 10-
0aBKM TUTaHa M Xeje3doxpomucrtoro crapa [1X-30 B
nmpoliecce crekaHus (QPUKIMUOHHOIO MeTHO-rpadu-
TOBOTO MaTepuajia o0pa3ylT KapOWabl TUTaHA WU
XpoMa, Ojarogapsi YeMmy IOBBILIAETCS KO3DPUILIUEHT
TpeHUs (PPpUKIMOHHOTO MaTepuasia, paboTalolero B
ycaoBusix cmasku, 1o 0,05—0,07.

BBeneHue mopolka xejie3a OKa3blBaeT MOJOXU-
TeJIbHOE BJAMSHUE Ha (U3MKO-MeXaHUUYECKre U TPpU-
0OTEeXHUYECKHE CBOMCTBA aHTU(PPUKIIMOHHBIX MaTe-

View fild §9.07 pm  Del: SE

P 10 seumnssooie 20 MEM  puan inersacopy magns Bl

WO 1842 mm
Wiew Sl 207 2y Dt SE
SEM MAG: 1.00

WA, TESCAN

SO MEM e iscrsscopy magng l

View fisid: 207 2pm Dwl- S8
PC 10

puaioB Ha MeaHoi#t ocHoBe. CoryiacHo [17], mpu aTOM
MOXHO ITOBBICUTbH HArpy3Ky Ha Marepuaj, pabodyio
TeMIIepaTypy W JaBJcHUE Ha KOHTAKTHOM ITOBEPXHO-
ctu [18], NpoYHOCTb, U3HOCOCTOMKOCTh U TPELIMHO-
CTOMKOCTH [19].

ABTOD paboTsl [20] oTMeuaeT, 4TO HOOABKa Xeje-
3a B KoJuuecTBe 4—6 % MoBbIIIaeT U3BHOCOCTOMKOCTD
(bpUKIIMOHHOIO MaTepuaja Ha OCHOBE MEIM, a B CIIy-
yae ucnojp3oBaHus 6—8 % Fe M3HOCOCTOIKOCTH
CHUXKaeTcs, OMHAKO 3TOT 3¢ (heKT He 0ObSICHSIETCS.

Lenp paboTe — MccaeAOBaHUE BIUSHUS J00aB-
KU Xejle3a Ha CTPYKTYPY M CBOMCTBA IOPOIIKOBOTO
(bpukIIMOHHOrO MaTepuajla Ha OCHOBE OJIOBSTHUCTOM
OpoH3kl ¢ 6 1 12 % oj0Ba, pabOTAIOLIETO B YCIOBUSIX
TPEHUS CO CMA3KOM.

MeTtoauka nccnepnoBaHum

OO0BEeKTOM MUCCIEeAOBaHUS CIYXUJI (QPUKIIUOH-
HBII MaTepuaJjl Ha OCHOBE OJIOBHMCTOM OPOH3HI ¢ 6 1
12 mac.% omosa ¢ nobaskoii 30 06.% moporika rpadu-

SEMMY. 20000 WD 1706 mem
View feld: 1036 Dot BSE
e 10 SEM MAS: 200 lex

EIEVYE— ]

sEMmaG 100k DU MEM mumougi—ml

Puc. 1. ®opma 9acTUI UCXOTHBIX IMTOPOIIKOB, NCITOJIb3YEMBIX IS TTOTydYeHU S GPUKIITMOHHOTO MaTepuralia

a—TIMC-1; 6 — I10-1; 6 — I'D-1; e — T12KPB 3.200

Fig. 1. Particle shape of initial powders used for friction material production

a—PMS-1; 6 — PO-1; 6 — GE-1; 2 — PZhRV 3.200
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[pumeHeHve nopoLIKOBLIX MaTEPNAOB 1 (OYHKUNOHATbHBIX MOKPLITUNA

Tta aneMeHTHoro (F'OCT 7478-75). XKene3o BBOmMIU
B Buae nopoiuka Mapku [12KPB 3.200 B konuuecTse
10—40 06.% ¢ uHTepBaoM BapbUupoBaHUs 5 %.

[Iuxty MaTeprana mojydyajiu CMEeIIMBaHUEM II0-
poikoB Menu Mapku [IMC-1 (cpenHuii pa3Mep 4acTUI
80 MM, puc. 1, a), onoa mapku [1O-1 (d = 30 MKkM,
puc. 1, 6), rpadputa mapku I'D-1 (c yacTuuamu 4e-
myivaToit popmbl AuameTpoM 100 MKM U TOJIIMHOMI
30—70 mxwMm, puc. 1, 8) u xene3za mapku [12KPB 3.200
(d = 100 mxM, puc. 1, &) B JIOMaCTHOM CMeCHUTeJNIe B Te-
yeHue 45 MUH.

HsT UCIBITAaHUM CBONCTB (PPUKIIMOHHBIX MaTe-
pYaJIoB U3TOTaBIWBAIN 00pa3Ibl TMCKOB IO CJICAYIO-
LLIEWA CXEME:

— HaHECEHHE METOIOM CBOOOMHOM HACKHIIIKU CMe-
CH MCXOIHBIX ITOPOIIKOB Ha IMOBEPXHOCTH JUCKA U3
cTtanu 650 ¢ MOMOIIBIO CIELMATbHOM TEXHOJOTHYE-
CKOM OCHACTKHU;

— TIpenIBapUTEIbHOE CIIEKaHWe B 3allIMTHO-BOCCTa-
HOBUTEJIBbHOI aTMochepe MUCCOIUMPOBAHHOTO aM-
Mmuaka npu tremieparype 840 °C B reueHue 50 MUH;

— YyeKaHKa 3arOTOBKM (DPMKIIMOHHOTO JMCKa Ha
MEXaHMYECKOM IIpecce MyaHCOHOM, MMEIOIIUM IIPO-
¢uap B BUAE CEeTKHU, IId POPMOBAHUS MacCJIOOTBO-
ISIIMX KaHAJIOB U MTa30B U MOJyYeHUsT HEOOXOTUMO
nopucroctu 12—18 % [21];

— cnekanwue 1o masiieHueM 0,1 MIla ipu Temae-
patype 840 °C B TeueHue 3 4 B aTMochepe AUCCOLUU-
POBaHHOTO aMMHMaKa.

IlonydyeHHBId o0Opa3en GPUKIUOHHOTO JUCKA
MpeacTaBjeH Ha puc. 2.

HccnenoBanue TpuOOTEXHMUYECKUX CBOMCTB 00-
pa3oB QPUKIMOHHOIO AWCKAa MPOBOOMIM Ha Ma-
muHe TpeHus MM-58 (OO0 «HIIO Toumpubop»,

Puc. 2. O6pa3zen GpuKIMOHHOTO AUCKA
JUTS TIPOBENEH M S MCTIBITAH I

Fig. 2. Friction disk sample for tests

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N° 1

r. Cankr-IleTepOypr) mo clieayOLIUM pexXruMaM: Ha-
YyajbHasl CKOPOCTh TOpMOXeHUsT — 10 M/c; ymenbHast
Harpy3ka — 4,0 MIla; MOMEHT MHEpPLIMU MaXOBbIX
macc — 0,56 H-m-c?; pa6ora TpeHuss — 27,5 kJIxX.
B xayecTBe KOHTpTENIA UCIIOJIb30BAIM IUCK U3 CTaIU
65T ¢ TBepmocThio 260—320 HB, mepoxoBaTocThio pa-
6oueil nosepxHoctu R, = 0,7+0,8 u pasmepaMu, UAEH-
TUYHBIMU pa3MepaM (PPUKIIMOHHOTO CJIOS.

M3ydeHne CTPYKTYpPhI OCYIIECTBIISIIN C TIOMOIIBIO
ontuuyeckoro mukpockona MEF-3 (ABctpus) u cka-
HUPYIOIIETo 3JeKTPOHHOIO MHUKPOCKOIA BBICOKOI'O
paspemieHust MIRA (Tescan, Uexusi), KOTOpbIi Mpu-
MEHSIJICS TaKXKe JJIs1 MccaeaoBaHusI MOP(OJIOruu mo-
BEPXHOCTU TPeHHUS. MUKPOPEHTTEHOCIEKTPaIbHbIi
ananu3 (MPCA) npoBognin ¢ TIOMOIIBIO TTPUCTABKH
INCA 350 (Oxford Instruments, BeanukoOGpuTaHusi),
¢a30BbIii COCTaB — HAa PEHTTEeHOBCKOM IM(paKTOMe-
tpe «Ultima I'V» (Rigaku, Anonus) B Cuk,,-u3ny4eHuu.

PeaynbraTtbl M ux 00cyXxaeHue
CtpykTypa GppMKLUMOHHOrO MaTepnana

MeTannorpaduueckuii aHaJInu3 mokasal, 4To pop-
MUPOBAaHME CTPYKTYPHI IIPU BBEACHUM XKeje3a 3aBU-
CHT OT cOiep>kKaHUs 0JIOBA B MEITHON OCHOBE, XXeJe30
BIMSIET TakKXe Ha CTeleHb OMHOPOMHOCTU METHON
dasbr o onoBy. Ecniu B maTepuae Ha ocHoBe bpO6
0e3 100aBKY XeJie3a cofiepkaHue 0JIoBa B MeHOM da-
3¢ cocTaBiseT 5,8—6,9 % (Tabi. K puc. 3, a), a B CIIy-
yae bpO12 —12,5—13,1 % (taba. K puc. 3, 6), To nipu
BBEIEHWM XeJie3a JIOJIsSI 0JIoBa COCTAaBIISIET COOTBET-
cTBeHHO 6,4—8.,8 % (1aba. k puc. 3, ¢) u 12,8—14,2 %
(Tabm. x puc. 3, ¢). OTMedaeTcs TaKKe Iepepacipene-
JIEHWE 0JIOBa B MEIHOM (ha3e: B MeCTax C MOBBIIIEHHBIM
colepxaHMeM XKejie3a KOJMUYECTBO 0JI0Ba MEHbIIIE (CM.
TaOJI. K pHC. 3, 8 U &). DTO OOBSICHSACTCS 3aMeIJICHUEM
nuddy3un oioBa B Menb IPY BBEACHUHU Xee3a.

IIpu conepxxaHuu ojioBa 6 Mac.% 4acTUIIBI XKeJie3a
B MaTepHajie IIPEeUMYIIeCTBEHHO 000COOJICHBI, BHY-
TPU WX COXpaHSIETCS MOPHUCTOCTD, XapaKTepHas OJs
HMCXOMHOI'0 IMOPOIIKa Xeje3a, UMEKIIero ryoyaryio
dbopmy (puc. 3, 6). B marepuaie ¢ 12 mac.% Sn tem-
reparypa IUJIaBJIeHWsT MEIHOW OCHOBBI HMXE, YeM C
6 % Sn, COOTBETCTBEHHO CKOPOCTbh TUM Y31U BhILIE
" Xeye30 TuhOYHIUPYET B METHYIO OCHOBY Ha OOIIb-
1y rayouny (puc. 3, ¢). ComepxkaHue MeAU B XKeJe3-
HOi1 (pase mpu 3ToM cocTaBiaseT 2—3 %, a B MeTHOM
OCHOBE XeJie30 HaxonuTcs B ripenenax 1,5—2,0 %. Ipn
0oJbIlIeM cofiepXKaHUU JOOABKU KOJIMUYECTBO BKJTIOYE-
HUI XKene3a B MeAHOM ¢a3e Boile. Takoe Xe sIBIeHUe
HaOJII0gaIu aBTOPLI [22].

—_ .
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TR

Cnextp | Cu, % | Sn, % | Criextp | Cu, % | Sn, % Criextp Cu, % Sn, %
1 93,1 6,9 11 93,2 6,8 1 86,9 13,1
2 94,2 5,8 12 94,2 5,8 2 87,1 12,9
3 93,7 6,3 13 93,6 6,4 3 86,9 13,1
4 93,3 6,7 14 93,8 6,2 4 $7.0 13,0
5 93,1 6,9 15 93,7 6,3
6 94,2 5,8 16 93,5 6,5 3 87,4 12,6
7 933 67 17 932 62 6 88,0 12,0
8 93,4 6,6 18 94,0 6,0 7 87,5 12,5
9 93,3 6,7 19 93,8 6,2 8 87,5 12,5

CrAerTog

CnékTp@

Criekp 6

J 100 mMEM '

CriexTp Fe, % Cu, % | Sn, % CriexTp Fe, % Cu, % Sn, %
1 0,8 91,0 8,2 1 1,6 84,8 13,6
2 0,7 92,1 7,2 2 2,3 84,2 13,5
3 2,3 90,4 7,3 3 2,5 84,7 12,8
4 1,5 90,2 83 4 5,7 80,7 13,6
5 2,8 89,5 7,7 5 4,8 81,0 14,2
6 1,3 90,0 8,7 6 97,4 2,6 0,0
7 0,9 90,3 8,8 7 97,0 2,1 0,9
8 1,9 90,5 7,6 8 97,2 2,8 0,0
9 1,6 90,9 7,5 9 6,2 80,6 13,2
10 2,3 91,0 6,7 10 5,7 80,9 13,4
11 1,9 91,0 7,1 11 5,8 80,7 13,5
12 1,3 91,3 7,4 12 97,9 2,1 0,0
13 1,6 91,6 6.8 13 98,5 1,5 0,0
14 1,1 92,5 6,4 14 98,7 1,3 0,0

Puc. 3. Pacnipenenenue ojioBa BO GpUKIIMOHHOM MaTepuajie Ha OCHOBE OpPOH3bI
a, 6 — 6e3 106aBKM Xele3a; 6, 2 — 30 06.% Fe; a, 6 — bp06; 6, 2 — bpO12

Fig. 3. Tin distribution in bronze-based friction material

a, 6 — without iron addition; ¢, ¢ — 30 vol.% Fe; a, ¢ — BrO6; 6, 2 — BrO12
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Crektp | Fe, % | Cu, % | Sn, %
1 4,6 89,1 6,3
2 50,2 46,6 3,2
3 28,9 65,5 5,6
4 20,5 74,3 5,2
5 29,4 65,0 5,6

o S 3 Mgl

Criektp | Fe, % | Cu, % | Sn, %
1 0,9 85,6 13,5
2 62,8 31,4 5,8
3 73,1 23,0 39
4 49,5 423 8,4
5 71,1 23,7 52
6 53,1 38,0 8,9

SEM M. 20008y | WO T3Sk e
ViewSoid 4144y Dak BSE
PC 10 e scon 100 MEM

5 MEM

-
[ p—r—

Puc. 4. ®pakTorpaMMbl U3710MOB (DPUKIIMOHHOTO CJI0SI AWCKA U3 MaTepraia Ha oCHOBe OpoH3bI ¢ 40 00.% XKene3a
a, 6 — bpO6; ¢, 2 — bpO12; a, 6 — cTpyKTYpa; 6, ¢ — TOUEUHbBIN aHATIN3

Fig. 4. XRD patterns of friction layer fractures for a disk made of bronze-based material with 40 vol.% of iron

a, 6 — BrO6; 6, 2 — BrO12; a, ¢ — structure; 6, 2 — spot analysis

CriekTp Fe, % Cu, % Sn, %
1 97,0 3,0 0
2 98,2 1,9 0,3
3 97,7 2,3 0
4 98,1 1,9 0
5 97,7 2,2 0,1
6 100,0 0 0
7 98,3 1,7 0
8 97,3 2,7 0
9 97,9 2,1 0
10 97,3 2,7 0
11 97,8 2,2 0

Puc. 5. ToueuHBIi aHATIU3 XEJIE3HOTO BKITIOUEHUST B MEIHOM (pa3e GpUKIIMOHHOTO MaTepuraia
Ha ocHOoBe bpO12 ¢ mo6aBkoit 40 06.% XKenesa

Fig. 5. Spot analysis of iron inclusion in the copper phase of BrO12-based friction material with 40 vol.% of iron added

Powder Metallurgy and Functional Coatings = 2022 = Vol. 16 = N? 1 81
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ZKene3o oka3pIBaeT BIMSIHUE W Ha CTETICHb OIHO-
poIHOCTU MeaHOI a3kl 1Mo oyioBy. Eciu 6e3 mobaBKku
Keje3a B MaTepualie Ha ocHoBe bpO6 comepxkaHue
oJIOBa B MeIHON (haze m3MeHsieTcs oT 5,8 10 6,9 %
(tabum. K puc. 3, a), a B caydae bpO12 — ot 12,5 10 13,1 %
(Tabm. x puc. 3, 6), ToO Ipu BBEACHUU Xeje3a U3MeHe-
HUE COJepXKaHUs 0JI0Ba COCTaBJISIET COOTBETCTBEHHO
6,4—8.,8 % (tabu. x puc. 3, 6) u 12,8—14,2 % (1abi. K
puc. 3, 2). OTo 00BsIcCHsIeTCS 3aMeieHreM nuddy3nn
0JIOBa B Me/Ib ITPY BBEACHUU XeJle3a.

HccnenoBanue ppakTorpamm paspyuieHus Gpuk-
LIMOHHOTO MaTepuaia Ha ocHoBe bpO6 BBISIBUIIO, UTO
B MeIHOM (hpa3e MMEITCS KaK OKPYTJIbIe, TaK U BHITS-
HYTbIE BKJIOUCHUS pa3MepoM 10 2,5 MKM (puc. 4, a).
BcnencrBre He3HAUMTENBHOUM TOJNIIMHBI BKJIIOUEHUI
KOPPEKTHO OIPEACIUTh X COCTAaB HE MPEICTaBIsICT-
csl BO3MOXHBIM, HO, 1Mo faHHBIM MPCA, comepxxaHue
xKeje3a B HUX cocraniseT 30—50 %.

B martepuasie Ha ocHoBe bpO12 KOIMYeCTBO BKJIO-
YeHU I XKeje3a B MeTHOI (ha3e 1 UX pa3Mep 3HAYUTENb-
HO Oousbiie (puc. 4, 6). JInuHa BKIIOYEHUI MOCTUTA-
eT 20 MKM, a comepXaHue XeJie3a B HUX COCTaBIISIET
49—73 %.

BkroueHu st Kene3a HEOMHOPOAHBI IO cocTaBy. Ha
IrpaHuIe ¢ MeIHOM (a30il B HUX comepKuTcs no 3,0 %
Menu u 0,3 % oioBa, B LiIeHTpe — 10 2 % Menu, a 0JIOBO
OTCYTCTBYET (puc. 5).

CeoiicTBa GpPMKLUMOHHOrO MaTepnana

VBenuueHue comepXKaHUs Xeje3a IMPUBOIUT K
CHUXXEHUIO TIPOYHOCTU (PPUKIIMOHHOTO MaTepuaia
(puc. 6). Tak, npenes MPOYHOCTH MPU CXKATUU DPUK-
LIMOHHOT0 Matepuaja Ha ocHoBe bpOl2 6e3 nobaBku

oy, MIla
400
L
3004
200 4 &
100 T T T T T
0 10 30 50

Fe, 06.%

Puc. 6. BiussHue conepkaHus xeye3a
Ha Mpees TPOYHOCTH TTPU CXKATUU
¢GpUKIIMOHHOrO MaTepuaia Ha ocHoBe bpO12

Fig. 6. Effect of iron content on strength limit
at BrO12-based friction material compression

xkenesa cocrtapisier 340 MIla, npu BeegeHuu 10 06.%
Fe — 310 MIla, a nipu 50 06.% Fe — 180 MIla. DT1o
0OBsICHSIETCS TeM, YTO mpu Haauuuu Gosee 30 06.%
Xesae3a CTPYKTypa MaTepualia M3 KapKacHOM Iepexo-
IUT B MaTPUYHYIO, TeMIIepaTypa CIIeKaHUs KOTOpPOit
BBIIIC TEeMIICPaTyphl, NPUMEHSIEMOW B padOTe IS
crieKaHUs (GPUKIIMOHHOTO Martepuana. DToT 3(pdheKkT
MPUBOJAUT K CHUKEHUIO HE TOJIBKO TPOYHOCTU (HPUK-
IIMOHHOTO MaTepuaia, HO U M3HOCOCTOMKOCTH, TakK
KaK TIpy TPEHUU MEHSIeTCSl XapaKTep M3HOoca, 4To Oy-
JIeT TTI0Ka3aHo Jajee.

BBenmenne keje3a BIAMSACT U Ha TPUOOTEXHMYE-
CKHUe cBoicTBa (PPUKILIMOHHOrO MaTepuana (puc. 7).
KoadppunueHt tpeHus (GpUKILIMOHHOrO MaTepuaia
Ha ocHoBe bpOl2 ¢ yBenmueHMEM comepKaHUS XKe-
ne3a ot 10 1o 50 06.% Bospacraer ¢ 0,042 no 0,073,
Ha ocHoBe bpO6 — c 0,034 (10 06.% Fe) mo 0,055
(40 06.% Fe). CHUXeHUEe M3HOCOCTOMKOCTU MaTepHu-
aJla Ha OCHOBE OPOH3BI TPOUCXOIUT IPU MOBBIIIICHU N
colepXaHUs Kejie3a, He3aBUCHMMO OT KOJMYEeCTBa

Kosdpdunuent tperus

“ 3
12 % Sn

T
10 20 30 40 50
Fe, 00.%

Usnoc, MKM/KM
]

18
6 % Sn
144
104 12 % Sn 1

6

10 20 30 40 50
Fe, 00.%

Puc. 7. Biusaue conepxaHus xeae3a
Ha Ko3(hduumeHT TpeHus (a) U u3HoC (6)
(ppukLMOHHOrO MaTepraja Ha ocHoBe BpO6 u bpO12

Fig. 7. Effect of iron content on the coefficient
of friction (a) and wear (6) of BrO6- and BrO12-based
friction material
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ojioBa B MeqHOW ocHoBe. OCOOEHHO 3HAYUTEIbHBINI
pocT u3HOca HabJogaeTcs B MaTepuase Ha OCHOBE
BbpO6. Tak, npu yBenuyeHuu goau xenesa ¢ 20 no
40 06.% un3HOC BO3pacTaeT ¢ 2 10 6 MKM/KM B Mare-
puaje Ha ocHoBe bpO12 u ¢ 6 no 18 MKM/KM (mIpak-
TUYEeCKH B 3 pa3a) B maTepualie Ha ocHoBe bpO6. [pu
50 06.% xene3a u3HOC MaTepuaja Ha ocHoBe bpOl12
cocTaBusl 8 MKM/KM, a Ha ocHoBe bpO6 — 0GoJee
25 MKM/KM, T.e. HabJ1o1acst KaTacTpoduuecKkuii u3-
HoC. DTO 00yCJIOBJIEHO, KaK U B ciiy4yae MPOYHOCTH,
CTPYKTYpOi#l MaTepuana — OTCYTCTBUEM MPOYHOTO
MEXYaCTUYHOTO KOHTaKTa.

IIpu BBeneHUM XKejie3a BO GPUKIITMOHHBINM MaTepu-
aJl Ha OCHOBE OJIOBSTHUCTOU OPOH3bI MEHSIIOTCS Xapak-
Tep 3aBUCUMOCTH KOB((PUIIMEeHTa TPEHU ST OT BpeMEeH!
(pPUKIIMOHHOrO0 KOHTAaKTa M MEXaHU3M M3HAIIMBAaHU S
(pUKIIMOHHOTO MaTepuaia U KOHTPTea.

B marepuane 6e3 qobGaBKM kejie3a B HayajJlbHbIN
MOMEHT (PUKIIMOHHOTO KOHTaKTa HaOJaomaercs
pe3Koe yBennyeHUe Kod(d@duimeHTa TpeHUs, a 3a-
TeM CTPEeMUTEJbHOE ero cHuxeHue (puc. 8, kp. 1), a
B ciay4dae BBeneHus 30 00.% Fe mpoucxoaut 1iaBHOE
CHMKEHHMEe 3TOoro mokasarens (puc. 8, xp. 2). laH-
HBIIl 3 (PeKT BHIABISET MPEUMYIIECTBA Marepuasa
¢ 100aBKoOI keJjie3a, TaK KaK oOecrieumBaeTcsd IjiaB-
HOCTb pabOTHI y3J1a TPEHUSI, TOCKOJbKY UCKITIOYAETCS
(bopMupoBaHUE TUHAMUYECKUX HArpPy30K B MOMEHT

Koaddunnent tperns

0,090
2
0,085 -
0,080 -
i

0,075
0,070 r . -

0 25 50

T, MC

Puc. 8. Biusinue BBeneHU S XKeye3a

BO GpUKIIMOHHEI MaTepuall Ha ocHoBe bpO12
Ha XapakTep u3MeHeHU s KoadduIimeHTa TpeHU T
BO BpeMEHM B HaYaJIbHBIi MOMEHT
(pUKLIMOHHOIO KOHTaKTa

1 — 6e3 nobasku xenes3a; 2 — 30 06.% Fe

Fig. 8. Effect of iron addition to BrO12-based friction
material on the coefficient of friction behavior in time
at the beginning of frictional contact

1 — without iron addition; 2 — 30 vol.% Fe
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3aMbIKaHUSI M (PPUKIIMOHHOTO KOHTaKTa U yCTaHaB-
JIUBaeTCs CTaOMIILHOCTL 3HadyeHUs1 Kod(dduimeHTa
TpeHUsI BO BCEM MHTepBaJe mpoiiecca GpuKIIMOHHOTO
B3aMMOACHCTBUS.

Konebanung xosdpduiumenTta TpeHUs, HabIomae-
Mble Ha KpUBBIX [ 1 2 Ha puc. §, BBI3BAaHBI 0COOEHHO-
CTSIMU MCITOJIb3YEMOI'0 TEH30METPUYECKOIro JaTyuKa
IaBJICHUS U CO3JaBaCMbIMU BO3MYIICHHUSIMU B IIPO-
1ecce paboThl cTeHaa. Pa3HUIla B aMIIIUTyAaxX KoJe-
0aHUs KpUBBLIX [ U 2 HAXOAUTCS B Mpeaesiax morpeli-
HOCTH U3MEPUTEILHOIO 1aTYMKa.

0CO00eHHOCTH U3HALLIMBAHUS

HccienoBaHue TOBEPXHOCTM M3HOCA UCCJe-
IYyeMBIX MaTepHajioB IIOKa3aJio, 4TO XapaKTep H3-
Hoca MeIHoU da3bl BO (PUKIIMOHHOM MaTrepuale
MpY BBEIECHUHU Xeyie3a B KoandecTBe MeHee 30 00.%
HE U3MEHSETCSI, UMEET MECTO aATre3WOHHBIA M3HOC
(puc. 9). I1oBbILIEHHBIN U3HOC MIPU YBEIUYEHUU 10-
6aBku xenesa 6osee 30 06.% oObsicHsAeTCST 3ddek-
TOM He TOJIbKO aATe3MOHHOI0 XapakTepa U3Hoca, HO
¥ abpa3WBHOTO, BO3HUKAIOIIETO BCICACTBHUE BHIKpPA-
LM BaHUS YaCTUIL XeJie3a, HeAOCTaTOYHO CIIeYeHHBIX
1 HEe MMEIOIMUX ITPOIHOTO MEXYACTUUYHOIO KOHTAK-
Ta ¢ MEIHOW OCHOBOIi, YTO W TOATBEPAMIIO Hellese-
CO00pPa3HOCTh BBEACHUS Xejie3a BO (pUKIIMOHHBIMN
MaTtepuan B KonndecTBe 0osee 30 06.%. Kpome Toro,
B OTOM cJiydae HaOJIIogaeTcs 1 MOBBIIICHHBIN N3HOC
KOHTpTea.

Ha moBepxHOCTH KOHTPTEIa, paboTAaIOIIEro B Imape
¢ MaTepuajoM 0e3 mo0aBKU Xeje3a, OTMedaeTcs 00-
pa3oBaHME 30H C pa3nn4HoOit Mopdomorueit. Obnactu
Ha Hapy>XXHOM W BHYTPEHHEM OHaMeTpax IIOBEPXHO-
CTU KOHTpTEJIa UMEIOT OJMHAKOBYIO MOP(OIOTHIO,
XapaKTepHYIO i a0pa3MBHOIO M aAre3MOHHOrO 13-
HammBaHui (puc. 10, @, mo3. /). B meHTpaabHOM YacTH
KoHTpTesa (puc. 10, a, mo3. 2) xapakTep M3HAlLMBa-
HHUS CYLIECTBEHHO OTAMYaeTcss — (hOpMUPYIOTCS Ha-
HOIMCIIEpCHASI TTOPUCTOCTh U JIAKYHBI, SIBJISIOIIHECS
JIOTIOJTHUTEJIbHBIMU 00BbeMaMHU I CMa3KM, 4TO Xa-
PaKTEepHO MJIS1 M3HAIIMBAaHUS BBICOKOM3HOCOCTOMKUX
Matepuaios [20, 23].

BBenenue xenesa 6osee 30 06.% nMpuBOAUT K TIpe-
00JJalaHUI0 CTPYKTYPHBIX 2JIEMEHTOB, XapaKTEePHBIX
IS abpa3suBHOTO M3HammMBaHus (puc. 10, 6).

MUKpOpPEeHTTeHOCIIEKTPaJbHBI aHAJIN3 TTOBEPX-
HOCTHU TPEHUs KOHTpTeja, paboTallero B Iape ¢
GpUKIMOHHBIM MaTepuaioM ¢ gobaskoii 40 06.% Fe,
BBISIBUJI OTCYTCTBHE CJIEZIOB MepeHoca MeIW U 0JI0Ba
13 QpPUKIIMOHHOro MaTepuaa (puc. 11).

B pa6ore [22] moka3aHo, 4TO IIpu padboTe B mape ¢
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View figld: 1036 pm et BSE

PC: 10 SEM MAG: 20.00 kx 2 MKM

-
Digta Micrsscopy wmoging [

Puc. 9. Mopdoorus moBepXHOCTH TpeHU s GPUKIIMOHHOTO MaTepraja Ha ocHoBe bpO12

a, 0 — 6e3 no6GaBKM Xenesa; 6, 2 — 30 00.% Fe

1 — o6nacTh C MOBBIIIEHHBIM COICPXKaHUEM XeJie3a, TpaHnYallast C XeJle3Hoi yacTulieil; 2 — obnactb 6poH3sl bpO12

a, 6 — ysesimuenue 3000%; 6, 2 — 20000*

Fig. 9. Friction surface morphology of BrO12-based friction material

a, 6 — without iron addition; ¢, 2 — 30 vol.% Fe

1 — area with increased iron content adjacent to iron particle; 2 — BrO12 bronze area

a, 6 — 3000* magnification; 6, 2 — 20000™ magnification

(pUKIIMOHHBIM MaTepUaJioOM Ha OCHOBE OpOH3bI Oe3
J00aBKU XeJjie3a Ha KOHTPTEJIO MIEPEHOCKUTCS CIIOM Me-
JM U 0JIOBA.

Hanuaue ciost Menu 1 070Ba Ha KOHTPTEJIE TIPU-
BOJIMT K YBEJIMYCHUIO KOJMYECTBA YUaCTKOB CXBAThl-
BaHUS, a CJIeI0BATE]bHO, K CHUXEHUIO U3HOCOCTOM-
KOCTU (QPUKIIMOHHOIO MaTepuajia W ITOBBIIICHUIO
JaBJIeHUS HAa PPUKIIMOHHYIO Iapy 10 MOMEHTA 3aKJI1-
HuBaHus. Tak, BBeneHue 20 00.% Fe Bo GpUKLIMOH-
HBIIA MaTepuas Ha ocHoBe bpOl12 ¢ 30 06.% rpadu-
Ta I'D-1 Mo3BoJIMJIO YBEIUUYUTh JaBjeHUE 3aedaHUs
B 1,2 paza (puc. 12).

3aknyeHue

B pesyiabraTe mpoBedeHHBIX MCCIEIOBAHUI BIM-
SHUS 100aBKU XeJjie3a Ha CTPYKTYpPY U CBOMCTBA I10-
pPOIIKOBOTO (DPUKIIMOHHOIO MarepHaja Ha OCHOBE
OJIOBSIHUCTOM OpoH3HI ¢ 6 u 12 % osoBa, padboTaro-
IIETO B YCIOBUSIX TPEHUST CO CMa3KOii, YCTaHOBJIEHO,
YTO BBEIACHUE 3Kejie3a BIMSIET Ha OJHOPOIHOCTh pac-
npenesieHus ojloBa B MeAHOM ¢a3se. Tak, rpu comep-
JXaHWUU oJioBa 6 Mac.% ero 1oJist B MelHOM (asze uame-
HseTcs ot 5,8—6,9 % 6e3 xene3a g0 6,4—8,8 % mipu
ero BBegeHUu, a npu 12 mac.% Sn — COOTBETCTBEHHO
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SEM HV: 2000 kV WD 14 40 mm N SEl . 20.00 kv D: 14,14 mm
View field: 1036 pm Dl BSE View fledd: 1036 pm  Del: BSE
PC: 10 SEM MAG: 2.00 kx 20 MEM mmmn PC: 10 SEMBMAG: 2.00 kx 20 AL

Puc. 10. Mopdosiorust moBepXxHOCTH U3HOCA KOHTPTEa, paboTalolero ¢ GpuKIMOHHBIM MaTepuasioM Ha ocHoBe bpO12

a — 6e3 100aBKu xeesa; 6 — 40 00.% Fe

1 —30Ha aﬁpaI}I/IBHOFO U3HAIIMBAHWU, 2 — 30Ha aATe3MOHHOTO U3HAIIMBAHUS

Fig. 10. Wear surface morphology of the counterbody running in contact with BrO12-based friction material

a — without iron addition; 6 — 40 vol.% Fe
1 — abrasive wear area; 2 — adhesion wear area

P, MIla
2,54
Cnektp 3 2,17
2
1,7 - 1
Cnekrp 2
1,31
0,94
! 2,5 MKM L
Cnexktp C, % Fe, % 0,5 T T T
1 2 3 4 5
! 17,7 82,3 CKOpOCTh CKOJIBIKEHUSI, M/C
2 20,3 79,7
3 11,5 88,5 Puc. 12. Bnusinve BBeneHus xeje3a

Puc. 11. MukpopeHTreHOCTIeKTpaJabHbI/ aHAJIU3
TMOBEPXHOCTH M3HOCA KOHTPTENa,

paboTaloiiero ¢ GpUKIMOHHBIM MaTepuajaoM

Ha ocHose bpO12 ¢ no6askoii 30 06.% Fe

Fig. 11. Electron microprobe analysis

of the wear surface of the counterbody running
in contact with BrO12-based friction material
with 30 vol.% Fe addition

BO (ppuKIIMOHHBI MaTepuan Ha ocHoBe bpOl12
¢ 30 06.% rpaduta Ha mpolLecC CXBaThIBAHUS
B YCJIOBHUSIX CMa3KHU

1 — 6e3 nobasku xenesa; 2 — 20 00.% Fe

Fig. 12. Effect of iron addition to BrO12-based
friction material with 30 vol.% of graphite

on binding process

under lubrication conditions

1 — without iron addition; 2 — 20 vol.% Fe
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or 12,5—13,1 no 12,8—14,2 %. BrirtoueHns Xejne3a He-
OIHOPOIHEI MO cocTaBy, popMe 1 pa3mepam. Ha rpa-
HUIIEe ¢ MEIHOU (ha3oii comepKaHNe MEIN COCTABIISIET
3,0 %, onoBa — 0,3 %, a B ieHTpe puKcupyercs 10 2 %
MeIM IIpU OTCYTCTBUU OJIOBa, IIPU 3TOM BKJIIOUEHU S
MMEIOT KaK OKPYTJIYIO, TaK U BHITIHYTYIO (popMy pa3-
MepoM 110 2,5 MkMm B BpO6 u 20 mxm B BpO12 nipu co-
JepxaHuu xeneza B HuXx 30—50 u 51—73 % coorset-
CTBEHHO.

KoadbdunueHt TpeHuss GpUKIIMOHHOTO MaTepu-
ana Ha ocHoBe bpOl2 c yBenuyeHUeM coaepKaHUS
xkene3a ot 10 go 50 06.% Bospacraer ¢ 0,042 o 0,073,
a Ha ocHoBe bpO6 — ¢ 0,034 (10 06.% Fe) mo 0,055
(40 06.% Fe). I1pu moBbILICHUH COACPXAaHUS XeJie3a
HaOMI0gaeTcsT CHMKCHUWE W3HOCOCTOMKOCTH Mare-
puana. Tak, B MmaTtepuane Ha ocHoBe bpO6 mpu yBe-
JIMYeHnu conepxaHus xenesa ¢ 20 1o 40 06.% us-
HOC yBeJMYMBAaeTCs MpakTUYecKu B 3 pasa (c 6 mo
18 MKM/KM), a TIpu ero KonmdecTBe 6ojiee 40 00.% mpo-
HUCXOIUT KaTtacTpodudyeckuii usHoc (>18 MKM/KM); B
Matepuaje Ha ocHoBe bpO12 n3HOC yBeIMUMBaeTCs C
2 10 6 1 8 MKM/KM COOTBETCTBEHHO.

YcTaHOBIEHO, YTO IMOBEPXHOCTM M3HAIIMBAHUS
KOHTpTeJa, paboTamniero B nape ¢ (GpuKINOHHBIM
MaTepuajoM, comgepxamumM 1o 30 00.% mobaBKM XKe-
Jie3a, I0 Hapy>XXHOMY M BHYTpPEHHEMY IHaMeTpaMm
MMEIOT ONMHAKOBYIO MOP(MOJIOTHIO, XapaKTEPHYIO MIJIST
abpa3MBHOTO U aire3MOHHOTO M3HAIIMBaHWM. B 11eH-
TpajbHOI 00JIACTH KOHTpPTEJa XapaKTep M3HaIllMBa-
HUS CYyIIECTBEHHO OTANYAeTCsI — (POPMUPYIOTCS Ha-
HOAVCIIEpCHAs TTOPUCTOCTh UM JIAKYHBI, SIBJISTIONTACCS
JIOMOJHUTEIBHBIMM O0ObeMaMU MJII CMa3KM, YTO Xa-
paKTepHO IJIST M3HAIIMBAHMUSI BBICOKOM3HOCOCTOMKUX
MarepuajoB. Beenenue xenesa 6omee 40 00.% nmpuBo-
JIIUT K nipeobiagaHuio abpa3uBHOI'O U3HALLIMBAHUS.
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B.B. Casuu, C.A. Ocnesnesa
[, [ L ITopomKoBasi MeTaJLUIypPrus: COBpeMEHHOE COCTOSTHIE
M MePCIEKTHBBI PA3BUTHS
IMepmb: M3a-Bo [TepMCKOTo HAIITMOHATBLHOTO UCCIIEA0BATETBLCKOTO
MOJUTEXHUYECKOro yHUBepcurera, 2021. 695 c.

Beima B cBet MoHorpadus «[lopoimrkoBasi MeTauTyprusi: CoBpe-
MEHHOE COCTOSTHUE U TIEPCIIEKTUBHI Pa3BUTHI». JlaHHOE N3MaHue — KOJI-
JIEKTUBHBIN Tpya aBTOpoB U3 AByX nmpu3HaHHbIXx B CCCP u Ha moctco-
BETCKOM TIPOCTPAHCTBE HAYYHBIX LIEHTPOB, CIIEIINATU3UPYIOMINXC Ha
HCCIIEIOBAHUSAX B 00JIACTU MaTepuasioBeleHUs AUCIIEPCHBIX CUCTEM U
KOHCOJIMIAMPOBAHHBIX M3 HUX cpel: HayyHoro meHTpa MOpPOIIKOBOTO
MatepuanoBeneHus uM. akaa. PAH B.H. Aunudepona Ilepmckoro Ha-
LIMOHAJIBHOTO MCCJIEAOBATEIBCKOTO TMOJUTEXHUUYECKOTO YHMBEPCUTE-
ta (ITepmpb, Poccust) m MHcTHTYTA mopoiiKoBoit metaanypruun HAHB
uM. akan. O.B. Pomana (MuHck, benapyce).
orc i e o B xHure BrepBble KOMILJIEKCHO, C pa3JMYHOMI CTel‘[eHI:IO T1yOMHBI,
COBpEMeHHOe COCTORH1E OXBaTbIBAeTCsl MPAaKTUYECKM BCSI TeMaTMKa IMOPOIIKOBOW MeETallyp-
W NepcneKTuBb! pasBuTHA TMU — OT €€ UCTOPUHU 0 COBPEMEHHOro coctosiHus. ITokazaH BKJang
KPYIHEUIINX YyYEHBIX B pa3BUTHE HAyKM O MOPOIIKOBBIX MaTepuasax,
NIaHO pellleHNe aKTyaIbHBIX, B ONpeIeIEHHbIE NCTOPUYSCKUE MOMEHTHI, BOIIPOCOB Pa3BUTHUS TTIOPOITKOBOW METaJIITyp-
TYMW; PACCMOTPEHBI CBOMCTBA Y TEXHOJIOT MY ITPOU3BOJCTBA COBPEMEHHBIX M3IEIN ISl TPUOOPO- M MAIITMHOCTPOCHUS,
aBUACTPOCHUSI, aBTOMOOMIIE- U TPAKTPOCTPOSHUST, CTPOUTEIHCTBA, METUIIMHBI ¥ IPYTUX chep MPUMEHEHUSI.

[pencraBieHb! TPUHLIUITBI CO3MAHUS M METOIBI TTOJTYUYEHU S TIOPOITKOBBIX KOHCTPYKIITMOHHBIX MaTepPUaIOB JJIst
00I1IeTO MAaITMHOCTPOCHHU I, a TAKXKe (PYHKIIMOHAIBHBIX TTOPOIIKOBBIX MATEPUATIOB M U3JETUI — TOPUCTHIX, 3JIEKTPO-
TeXHUYECKUX, KOMITO3UIITMOHHBIX TPUOOTEXHUIYECKHMX MaTepHUajioB, TBEPIbIX CILIABOB, TICEBIOCIIIABOB.

3HaYMTEeIbHOC BHUMAHNUE B KHUTE ylIeJ€HO MOPOIIKOBBIM MaTepualiaM i HaHeceHUs] (PYyHKIIMOHAJbHBIX T'a30-
TePMUYECKUX MOKPBITUI, pACCMOTPEHBI MX OCHOBHBIE BUbI, METOABI 1 000pYIOBaHME AJIs1 HAHECEHHU ST, 0COOEHHOCTH
TeXHOJIOruM. JIOrMuHO Brucajcs pa3aea O KOMITO3MIIMOHHBIX MOPOIIKOBBIX MUIICHSX JJIs MOAyYeHUs (PYyHKIIMO-
HaJbHBIX TOKPBITUI MeTogamMu PVD u CVD, oco6eHHOCTSAX co3naHusl (PYHKIIMOHAJIbHBIX MTOKPHITUM JaHHBIMU Me-
TOAaMU U IPUMEHSIEMOM JJI5l 3TOro 000pyI0BaHUM.

Bonblioii 06beM B M3AaHUU MOCBSILEH COBPEMEHHBIM MaTepraiaM U TEXHOJOTUSIM ITOPOIIKOBbIX MaTepUaoB; OH
0a3upyeTcs Ha aHaJM3e MaTepuasoB eBPOMENCKUX U BCEMUPHBIX KOHI'PECCOB MOPOILIKOBOI MeTatypruu 3a 2010—
2019 rr., HayYHBIX U HAyYHO-TEXHUYECKMX NMyOJIMKaALIMI B BEAYIIMX CIIElIMaIu3UPOBAHHBIX XXYpHalaX U COOpHUKAX
TIOKJ1a70B, MOHOTpaduii 0TeYeCTBEHHBIX U 3apyOeskHbIX YUEHBIX M CTICIIMATUCTOB MTPON3BOACTBA. TaK, OMWH U3 pa3-
NIEJIOB aBTOPHI TTOCBSITUJIY MEPCIIEKTUBHBIM MpolleccaM U 000PYI0BaHUIO KOHCOTUIAIIUY TUCTIEPCHBIX KOMITOHEHTOB
anauTUBHBIMU TexHoMorusiMu (SLS, SLM, SBM, 3D-Printing), 0cO0eHHOCTSIM UCXOTHOTO CHIPhS I HUX. 3HAYNMOE
MECTO 3aHMMaET U OMMCAaHWE COBPEMEHHOTO CMECHUTEIBHOTO, TIPECCOBOT0 U ITIEYHOTO 000pyIOBaHU S, 000PYIOBaAHUS
LTSI CTTelIMaIbHBIX MeTOI0B (hopMOBaHUS (MMITYJIbcHOEe hopMoBanue, MIM u CIM, EIS u PSS, mpokarka).

ABTOpaMHu He TOJBKO MPEACTAaBICHBI MUPOBBIC TEHACHIINM COBEPIICHCTBOBAHU ST MaTepHaIoB U TEXHOJIOT U TTO-
POIIKOBOI MeTaJIJIypruu, HO ¥ IIPOBeeH MOAPOOHBI aHAJIN3 COBPEMEHHOTO COCTOSTHU S U TIEPCTIEKTUB Pa3BUTU S MO~
pOILIKOBOI MeTaJL1ypruu B Poccun, Ykpaune u benapycu.

JlocTaTouHOE BHUMaHUE B KHUTE yIEJEHO OOIIMM U CelMaJbHBIM METOJaM KOHTPOJISI U UCTIBITAHU I MOPOIIKO-
BbIX MaTe€pUaJoOB, a TAKXKe U3IEJIUM U3 HUX.

Kaxnas rnmaBa cHaOGXXeHa BHYIIMTEIbHBIM CIIMCKOM JIMTEPATYPhl, COAECPXKAIIUM OCHOBOTOIAralolue NCTOYH UK
1151 6oJiee yrayOJIeHHOro M3yUYeH U s TpeJACTaBIeHHOI HHpOpMaLIUK.

KHura npenHazHauyeHa Kak AJs YYEHBIX U CIIEIMaJIMCTOB MPOU3BOACTB, TaK U IS MTpernoaaBareyieil By30B, Maru-
CTPaHTOB M aCITMPAHTOB IO HATIPABJICHUSIM TTOATOTOBKHU «[eXHOJIOTUM MaTepruaioB» M «MalTmHOCTPOEHUE».

B.E. Cagmy, Orneanesa

3aka3aTb MOHOTPa()MI0O MOKHO IO aJpecy:

614990, r. ITepmb, Komcomonbckuii mp-T, 29, k. 113, uzpareascrso IHUITY

JlaHHbBIE ABTOPOB:

Casuu Bagum BuktopoBuu — KaHa. TexH. Hayk, MTIM HAHB, e-mail: savich.vadim@gmail.com
Orne3HeBa CBeTyiaHa ApKaJabeBHa — IOKT. TexH. Hayk, [THUITY, e-mail: ogleznevasa@pstu.ru
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