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B craTtbe mpencTaBiICHBI Pe3yNbTATHl NCCIENOBAHMS IIPOIECCAa CHHTE3a BBICOKOWCIIEPCHOTO
MOpOIIIKa KapOuaa HUPKOHUS ¥ U3y4EeHHs HEKOTOPBIX €r0 XapaKTEePUCTHK U cBoiicTB. KapOun nnpko-
HUS OBUT MONYYEH BOCCTAHOBJIEHHEM IHOKCHIA IUPKOHHS HAHOBOJOKHHCTBIM YTJIEPOJIOM B HEUH
CONPOTHBJICHHs ¢ TpadUTOBBIM HarpeBareneM. Hannuue B oOpasnax kapOuaa HUPKOHHS YCTaHOBIIE-
HO peHTreHo(a3oBbIM aHanu3oM. CojeprkaHue UPKOHMS U TpUMecel HaliIecHO PEeHTTeHOCIEKTPaIb-
HBIM (NTYOPECLIEHTHBIM METOZIOM, OOIIEro yriepoaa — CKUraHueM o0pasiia B TOKe KUCIOpOoAa C I110-
crnexytomuM onpenenenrneM CO,. Mopdosorust 1 pa3Mep 4acTHUIl ONpeeNICHBl METOIOM PacTPOBON
3JIEKTPOHHOM MMKPOCKONIUH C MPUMEHEHHEM JIOKAJIbHOI'O 3HEPIrOJUCIIEPCHOHHOIO PEHTTEHOBCKOTIO
MHKPOaHAIIN3a, O3BOJIMBILETO ONPEAETUTh B HUX HAJIHIHE MPEUMYIIECTBEHHO [IUPKOHUS U yIIIepo-
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na. Y aenbHas OBEPXHOCTh, 00BEM U JuaMeTp mop ompeneneHsl Mmerogqom bOT. Halinena minotHOCT
00pa3noB. BrimonHeH ceMeHTannoOHHEIN aHanu3. TepMOOKUCIHTeNbHAs CTaOMIBHOCTD B KHCIOPO-
ne mpu Harpese g0 Temmepatypsl 10 1100 °C u3ydeHa CHHXPOHHBIM TEPMUYECKUM aHamu3oM. W3y-
YeHa CTOMKOCTBH IOJIy9eHHOTO KapOuaa B cepHOH kucnore. ONTHMANBHBIME NTapaMeTpaMy CHHTE3a
KapOuIa IUPKOHUS SIBISIOTCA BhIAEpkKKa B TeueHue 60 MuHYyT npu Temneparypax 2000...2100 °C.
TomyuerHBI MaTepHal MpeAcTaBiIeH OJHOH (a30if — KapOUIOM IUPKOHUS C COAEpKaHHEM IpHMe-
ceit Ha ypoBHE 3 %. OH COCTOUT U3 CPOCIIHXCS YacTUIl pazMepoM 10 20 MKM. YIenbHas MOBEpX-
HOCTB MaTeprana cocrapmser 1,3...1,8 M%/r. Hauano okucieHus kap6uia IPKOHKS IPOUCXOIUT IPU
~ 480 °C, npornecc 3aBepmaercst pu ~ 800 °C. IIpu BelEepxKKe B pacTBOpe CEpHOI KHUCIOTHI IPH
KOMHATHOM TeMIepaType pasioKeHUsl KapOujaa MpakTHIECKH He MPOMUCXOAMT. Takum obpaszoM, 1o
KOPPO3MOHHOM CTOMKOCTH MOyYeHHBIH MaTepHall COIIOCTABUM C KPYITHO3EPHHUCTHIM (pa3Mep 4acTHIl
40...50 MKM) TOPOIIKOM aHAJIOTHYHOTO COCIMHEHHUS.

KnroueBble cj0Ba: BBICOKOIMCHEPCHBIH MOPOIIOK, KapOHWJI LUPKOHHA, KapOOTepMUUecKoe
BOCCTAHOBJICHHE, XapaKTEPUCTHKH, CBOHCTBA, MOP(OIIOTHs, AUCIICPCHOCTh, HAHOBOJIOKHUCTHIH yTiie-
poAa
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BBEJEHUE

B cucrteme nupkoHHK-yTIEpO]] CYIIECTBYET OAHO COSNUHEHNE — KapOu 1up-
koHust ZrCg., ¢ mupokoil obmactelo romorenHoctu (35...50 % ar. C npu
1400 °C) [1]. Haubonee gacTo nmpuMeHseTcss KapOu IUPKOHUS COCTaBa, OIU3KOTO
k ZrC [2]. Takoii kapOua BCIEACTBUE BBHICOKHMX 3HadyeHui TBepmoctu (~25 I'la),
temnepartypsl tiaBneHus (~3530 °C), 3HaYNTENFHOW KOPPO3SHOHHOW CTOHKOCTH U
M3HOCOYCTOMUYMBOCTH MCIIONB3YETCS] B COBPEMEHHON TEXHHKE B KadecTBe abpa-
3MBHOTO MartepHasa, MpU HU3TOTOBICHHH PEXYIIEro MHCTPYMEHTA, OTHEYMOPHBIX
U3J/ICNNH U 3alIUTHBIX TTOKPBITHIA [2—4].

[lony4yenne xapObupga uupkoHus coctaBa ZrC BO3MOXHO CHHTE30M M3 dJie-
MEHTOB IIPH BBIJIEP)KKE MUXTHI B TeueHue vaca npu 1800 °C B ycnoBusax riay6oko-
ro Bakyyma (0,02 ITa) [5]. Cunre3 xapOumaa MUPKOHUS U3 CMECHU TTOPOIIIKOB ITUPKO-
HUSL M yTIIepoAa ¢ 100aBKaMu MeTaJlI0B-pa30aBuTeNneil (aMIOMUHMS, ME/IU, JKee3a)
u3ydeH B paborax [6-9]. Ilpu ux oTCyTCTBUU B HIMXTE 00pa3yeTcss MPaKTHYECKU
YHCTHIA KapOua MUPKOHUS ¢ pazMepoM yactul] oT 4 o 10 mxm. Lllupokoe mpume-
HEHHE TAaKOr0 METOJa CACP)KUBACTCA CPABHUTENILHO BBICOKOM CTOMMOCTBIO IIO-
POIIKOOOPAa3HOro HUPKOHHMS.

MarnuiiTepMu4ecKuil TpOIIeCC CHHTE3a KapOuja IIMPKOHHUS ONMCaH B pabo-
tax[10-12]. B [10, 11] uicXOaHBIME peareHTaMH CIIYKHJIK MOPOIIKH OKCH/IA IIUPKO-
HUS, Maraust u yrnepona (caxwu). Ilpouece npoBoauscs B cpeae aprosa mpu BBICO-
KOM JIaBJIEHUH — JJIs TIOIaBJICHUs McTIapeHusl Maraus. Pazmep wacTuil kapOuaa mup-
koHms coctanisut 0,3...0,5 MkM. B uccnenoBannu [12] cunTes U3 OKCHaa IUPKOHMS,
MarHusi U KapOoHaTa JIMTHSI OCYLIECTBJICH B aBTOKJIaBe mpu Temmeparype 600 °C.
Pasmep wactun kapOuga uupkoHus coctasiisul 0okosto 30 HM. CTOMKOCTB ero K OKHC-
JIEHWIO0 HeBenrKa: oHo HauuHaeTcs npH ~ 300 °C 1 moMHOCTBRIO 3aBepHIaeTcsl mpu
~ 600 °C. OcobeHHOCThI0 MarHUMTEPMHUYECKHUX MPOIIECCOB SBISETCA HEOOXOIM-
MOCTb KHUCJIOTHOM 00paOOTKH MPOIYKTOB PEaKUUH IS yIAJICHUS! OKCHIIa MarHusl.

HUccnenoBannio kapbOTEPMUIECKOTO MTpoIiecca MOCBSIIEHO OOJIBIIOE KOTHYe-
cTBO padot. CuynTaeTcs, 4To i1 TEPMOJUHAMHIYECKN CTAOMIBHBIX OKCHAOB, K KO-
TOPBIM OTHOCHUTCSI TUOKCHJI IIUPKOHUS, BOCCTAHOBUTENIEM sBIsieTca yriaepon [13].
Ota Touka 3peHus MOATBEPXKICHA B psae Oosiee mo3aHUX myOnukanuii [14—-16], B
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KOTOpBIX coo0maeTcs 00 OTCYTCTBMHM JUOKCHAA yriepofa B ra3oBoi ¢asze mpu
TeMreparypax cuHTe3a kapowuma mupkonus (1700...2000 °C). Muenne aBTOpOB
paboTtsl [17] 0 BocCTaHOBIEHUH TUOKCHIA ITUPKOHUS MOHOOKCHIOM yTiepona He
MOATBEPKICHO HAJICKHBIMH IKCIIEPUMEHTAIbHBIMU JaHHBIMH.

B pabote [18] muxTy U3 OKCHAA LUPKOHUS M CAXH MEPEMEIINBaIU B IIa-
POBO MEJIBHHUIIE B T€YCHHE BOCHMH 4acOB, IIOCJIE YEro €€ HarpeBajd B Ie4d
conpoTuBieHus. ONTUMalbHBIMHE apaMeTpaMu Ipoliecca SBISIOTCS CTEXHO-
METPHUYECKOE COOTHOIIEHUE peareHTOB (Ha KapOoua coctaBa ZrC) u Bpems BbI-
JIepKKU onHWH 4Jac B cpene Bomopoaa mpu 2200 °C. B pabore [19] kapoun mup-
KOHHsI ObLIT moirydeH tepmooOpaborkoit mpu 1400 °C B TedyeHHe IBYX 4acoB B
ycnoBuax Bakyyma. LIIMXTBI U3 MOPOIIKOB OKCHIla IUPKOHHS U TpadwuTa mpe -
BapUTEJIbHO MOJBEPTaJUCh MEXaHW4YeCcKOl akTuBauuu. Ilpu nocienyromem us3-
MeJIbYEHUU KOHITIOMEPATOB KapOuaa UPKOHHUS OBl MOJIy4eH HAaHOIIOPOLIOK CO
cpenHuM pazmepom dactui 170 HM.

B psne pabot [20-29] kapboTepMHUUYECKHi CHHTE3 BBIIIOIHEH CIIOCOOOM 30J1b-
renb. OOMme 0COOEHHOCTHIO ATOTO CIIOCO0a SIBISIETCS MPOBEACHHWE CHHTE3a W3
YIBTPAIUCIIEPCHBIX MUXT (00ECMeYnBAOIINX TECHBI KOHTAKT PEareHTOB), YTO
MO3BOJIIET CHU3HUTH TEMIIEPATypy BOCCTAHOBJICHHUS M TOJy4aTb HAHOPa3MEpHEIC
nopomikd. OAHAKO TaKUE MPOLECCHl CIOXKHBI M MHOrocraguiiHel. [lomydyeHHsle
HaHOMNOPOIIKH, Kak IPaBUJIO, HMEIOT MOBBIIIEHHOE COJEp)KaHHE KHUCIOPOAa
(ot 3 1o 8 % macc. [21], mosTOMy (haKTUUECKH SIBIIIOTCS OKcukapOuaamu. Creny-
€T OTMETUThb, YTO KapOWJ UUPKOHHS M €r0 OKCHUKApOHIBl MMEIOT OJUHAKOBYIO
KPUCTAUIMYECKYIO0 PELIETKY C NPAaKTUYECKH TEMH JK€ IMapaMeTpaMmu, IM03TOMY
UACHTH(QHUIMPOBATH MOCTICIHIE PEHTIeHO(a30BbIM aHAM30M HE MpPEACTaBIISETCS
BO3MOXXHBIM [26].

Cunte3 HaHOMOpoLIKa (cpeaHuid pasMep yactun S0 HM) KapOOHUTpUAA LHP-
KoHHUA ZrCogoNoos, COIEpIKAIETO MPUMECh AUOKCHIA LUPKOHUS B KOJIUYECTBE
12...16 % macc., ocymIecTBJIEH B MOTOKE a30TOBOJIOPONHON Iua3mbl. B oTxons-
LIUX ra3ax COAEPKUTCA TOKCUYHBINA HMaHUCTHIN BonopoA [30].

AHanu3 JUTEpaTYpHBIX JaHHBIX MOKAa3bIBaeT, YTO IOJyYeHHE KapOuia 1up-
KOHHS B BHJIC TIOPOIIKAa C HE3HAYMTEIBHBIM COZAEPIKAHMEM MpHMeceil 1enecoo0-
Pa3Ho OCYIIECTBISITh CPABHUTEIHHO HECIIOKHBIM MEYHBIM CHHTE30M MTyTEM KapOo-
TEPMHUYECKOTO0 BOCCTAHOBJICHUS! OKCHJA LIMPKOHUS, NPHUYEM B KadecTBE YIJepo.-
HOT0 MaTepuaia yalle BCero UCIOJb3YyeTCs JaMIIOBasi ca)ka CO CPaBHUTENIbHO He-
BBICOKHM 3HAYCHHEM Y/ICIbHOI oBepxHOCTH (~50 M7/T) [18].

PestoMupyst BBILIEU3I0KEHHOE, CTOUT OTMETHTH, YTO CBEACHUS O BIIUSHHUU
BUJIa YIIIEPOAHOrO MaTepHuaja Ha mapaMeTphbl CHHTE3a, U B 0COOCHHOCTH Ha Xapak-
TEPUCTHKH KapOuaa IUPKOHUS, B JIUTEpaType OrpaHHYCHbl. B 4acTHOCTH, MOJTHO-
CTBIO OTCYTCTBYET MH(pOpPMaLUs 00 UCIIOJIB30BAHUU B Ka4eCTBE TAKOIO MaTrepHania
HaHOBoJIOKHKCTOTO yriepoxa (HBY) [31, 32]. B 1o e Bpemsi yCTaHOBIEHO, YTO
HBY sBnsiercst 3ppekTUBHBIM peareHToM JJisi KapOOTepMUIECKOr0 CHHTE3a BBICO-
KOZVCIIEPCHBIX MOPOIIKOB KapOWI0B TUTaHA U Xpoma [33, 34].

Henpto HacTosimie# paboOThl SBMIIOCH HCCIIEIOBAHUE BIUSHHUS TEMIIEPATyphl
npoliecca cUHTe3a Kapouaa HUPKOHHUS KapOOTEpPMHUUYECKUM METOJIOM C MCIIOJIb30-
BaHHEM B Kaue€CTBE BOCCTAHOBUTEINS M KapOuaoo0pasyroiiero marepuana HBY na
XapaKTEePUCTUKU M CBOWCTBA MPOAYKTOB PEaKIHH.
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MATEPHUAJIBI 1 METOABI NCCJIEJAOBAHUSA

B kadecTBe BOCCTaHOBHTEINS U KapOUI000pa3yIOIIET0 areHTa HCIOIb30BaNICs
rpanynupoBanHeld HBY. Pasmep rpanyn BapeupoBaics B auamnaszoHe 4...8 MM.
I'panyner HBY 00pa3oBaHbl MIOTHO MEPEIUIETEHHBIMU BOJIOKHAMU C TUaMETPOM
30...100 aM. I'paHynBI CpaBHUTENHHO JIETKO pacTHparoTcs B mopomok. HBY mo-
CTaTOYHO YKCT: HAXOAALIMECS B HEM NMPUMECH MPEICTABISIOT cOO0M OCTATKH HC-
xoaHoro katamuzaropa (90 % Ni/ 10 % Al,O3); ux comepkaHue He TPEBBIIIACT
1%. Bemnumaa ero yAeNbHOW TOBEPXHOCTH HAXOAUTCA B  Tpeaenax
140...160 M%/r, T. €. CYIIECTBEHHO BBIIIE, YEM Y JTAMITOBOM CaKH.

JIJis IPUTOTOBJICHUS IIMXT UCTIONB30BATKHCH OKCHT IupkoHus (TY 6-09-2483-
57) u HBY (u3menbvueHHbIH U IpoTepThiid uepe3 cuto — 100 mxm). Mcxomubie mo-
POILKHU COBMECTHO IIPOTUPATIUCH YEPE3 CUTO C pazMepoM stueiku 100 MxM.

Jliis monmyueHus kapouna coctaBa ZrC mmuxrTa roTOBHIIACH MO0 CTEXUOMETPHH
JUTSL PeaKuK

Zr0, + 3C = ZrC + 2CO. 1)

TepMoguHaMuueckas TeMIiepaTypa Hadaja BOCCTaHOBICHHUs (IIPU JaBICHHU
MoHookcuaa yraepoaa 0,1 MIla), paccunrannas 1o crpaBo4HbIM AaHHBIM [1, 35],
mutst peakun (1) cocrasmsier mpumepro 1670 °C. C y4eToM BO3MOXKHBIX KHHETH-
YEeCKHMX 3aTPyJHEHUH 3KCIEpPUMEHTHI OBUIM MPOBEICHBI NpH Temmeparypax, °C:
2000, 2100, 2200 u 2300 (o6pa3ubl Ne 1-4 cOOTBETCTBEHHO) B M€YH COMPOTHUBIIC-
HUs ¢ TpaduToBbM HarpesareieMm. llluxTa maccoit 50...60 r momernanaces B rpa-
(bUTOBBIE TUINIH, TAK KAK OHU COBMECTHO C HarpeBaTesieM CO3Jar0T B IIEYHOM IPO-
CTpaHCTBE TIPU TeMIIepaTypax CHHTE3a BOCCTAHOBHUTEIBHYIO aTMOC(epy U3 a30Ta 1
MOHOOKCH/Ia yriepona. Bpems mpoiiecca Bo Bcex ciydasix cocTaBisuio 60 MUHYT.
OreHKa cTeneHr MPOXOXKICHUS PEaKUU IPOBOAMIIACH ITyTEM B3BELUIMBAHUS LIMX-
THl U TPOJIYKTOB PEAKLMH U COMOCTABICHUS IKCIIEPUMEHTAJIbHBIX AaHHBIX C pac-
4yeTHbIMU. [lonmydeHHBIE MaTepuanbl WACHTHU(PHIUPOBAINCH PEHTTEHO(A30BBIM
aHanmu3oM Ha audpaxromerpe [JPOH-3 ¢ ucnonp3oBannmem Cu Ka-uzmydeHus
(A =0,15406 um). Onpenenenue coaepKkaHus UUPKOHUS U IPUMECEil 2JIEMEHTOB ¢
aTOMHOH Maccoil Oonblne, 4eM y (Topa, B MOJYYEHHBIX 00pa3liaxX BBIIOIHSIIOCH
PEHTTeHOCIIEKTPAILHBIM ()ITyOpECIICHTHBIM MeTOZoM Ha aHanuzatope VRA-30 c
Rh-anonom penTrenoBckoit TpyOku. OmnpezeneHne coaepxkanus 00IIero yriepoaa
BRIMIONHIOCH TT0 CO, CXKUTaHMEM HAaBECKHM B TOKE KHCIOpOJa Ha aHaIM3aTope
CS-444 dupmer LECO. M3Mepenre MMKHOMETPUYESCKON MJIOTHOCTH 00pa3IioB BbI-
HOJIHSUTOCH Ha aBTOMAaTHYeCKOM ra3oBoM mukHomerpe Ultrapycnometer 1200 e.
Mopdonorus noBepxHOCTH U 3JIE€MEHTHBIH COCTaB 00pa3LOB W3y4YaJlUCh HA PacT-
poBoM siekTpoHHOM MuKpockore (POM) S-3400N Hitachi ¢ mpucraskoi mist
SHEPrOIUCIIEPCUOHHOTO MHUKpoaHaim3a npousBoacta ¢(upmsl Oxford Instru-
ments. Mukpogororpadpun MOBEpXHOCTH 00pa3lOB ObUIM IMOIYYEHBI B PEXKHUME
HHU3KOTO BaKkyyMa JIETEKTOpPOM OOpaTHOPACCESIHHBIX 3JIeKTpoHOB. OmnpeneneHue
TEKCTYPHBIX XapaKTEPUCTHK 0Opa3IoB MPOBOAMIOCH 10 M30TEPMaM HHU3KOTEMIIE-
patypHO# ancopOuumn u aecopbunu asorta mpu 77 K, momyueHHbIX Ha mpubope
Quantachrom NOVA 2200e B nuana3oHe OTHOCHTENLHBIX nasiaeauii ot 0,005 10
0,995. YnenbHas TOBEPXHOCTh PACCUHMTHIBAIACH 110 MHOTOTOYEYHOMY METOMY
BOT. CenumeranmoHHbIl aHAIKU3 BHIIOJIHEH HA JIA3€pHOM aHalu3aTope yactul BA
«Uucrpymentc MicroSizer 201». TepmookuciuTeabHass CTaOMIBHOCTh 00pa3LoB
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OTIpEICIISIACh C UCIOIB30BaHUEM MPUOOPA CHHXPOHHOTO TEPMUYECKOI'O aHAIHM3a
NETZSCH STA 449 Jupiter. B xoze anann3a IpoBOIUIN OKHCIIEHHE 00pasIoB B
atMoc(epe kucimopona npu Harpesanuu Ao Temreparypbl 1100 °C co ckopocTho
15 K/MUH ¥ BBICP)KMBAaHUU MPU 3TOW TEMIIEpaType B TCUCHUE TPEX YacOB IS
MOJIHOTHI TIPOTEKAHUS PEAKINK OKHUCICHHS. V3ydueHa TakKe CTOHKOCTh 00pasioB B
CEepHOM KHUCIIOTE.

PE3YJIBTATHBI U UX OBCYKIEHUE

Pacuernas yObutb Macchl pu npoTekanuu peakuuu (1) cocrasnser 35,22 %.

ITo pesympraTtam skcnepuMeHTOB Tt 00pas3moB Ne 1-3 yOpITE Macchl COCTaBMIIA,

%: 33,9; 34,5; 34,4. O6pazerr Ne 4 ObLT TIONyYeH B CIEUEHHOM COCTOSIHUH W HE

n3yvancs. Judpakrorpammel o0pasnoB Ne 1-4 mpakTuyecku uACHTUYHBL Ha

puc. 1 nmpuBeaena nudpakrorpamma oopasua Ne 1. Ha melt mpucyTcTBYIOT peduek-
CBI, COOTBETCTBYIOIIHE TOJIBKO Kapoumy ZrC.
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Puc. 1. Iudpaxrorpamma obpasma Ne 1

Pe3ynbrare! aneMeHTHOTO aHaIM3a 00pa3IoB MpHUBEIEHBI B Tabm. 1.

PacuerHoe coneprkanre TUPKOHUS B KapOuze MUPKOHUS cocTaBisieT 88,35 %,
a yrnepoaa 11,65 %. IlonydeHHble faHHBIE IO 3TUM 3JIeMEHTaM OJIM3KU K pacyer-
HeiM. Conepkanue rapHus (3JEMEHTa — «CIYTHUKA» I[UPKOHHS) CPAaBHUTEIHHO
BEJIMKO, OJTHAKO PEHTTeHO(a30BbIM aHAJIM30M HaIW4yhe Kapouna radHus B oOpas-
nax He 3apukcupoBaHo. OcCTajbHbIE NPUMECH HAaXOISITCA HA CIEJOBOM YPOBHE
(tabm. 1).

Tabnuya 1
Pe3ysibTaThl 3JIEMEHTHOI0 aHAJIN3a 00Pa310B KApOUIa HUPKOHHA
Conepxanwue, % macc.
Obpaszen [Tpumecn
Zr Cosu
Hf ¥ (Cr, Ni, Fe, Ti)
Ne 1 87,87 11,7 2,12 0,05
Ne 2 87,64 11,8 2,81 0,06
Ne 3 87,78 11,7 2,27 0,07
Ne 4 89,95 11,8 2,32 0,05
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[110THOCT 06PA3IOB KapoUIOB cocTaBiseT, r/cm>: Ne 1 — 6,29; Ne 2 — 6,41;
% Ne 3 —6,25; Ne 4 — 6,44. Oty 3HaU€HUS 1OCTATOYHO OJM3KH K IPUBEACHHOMY B
CIIPABOYHOM JHTEpaType s KapOmma mupkommst (6,73 r/em’) [1].

AHanu3 CHUMKOB PacTpOBOM 3JIEKTPOHHOW MUKPOCKONUH MOKa3all, 4To (Pop-
Ma U pa3Mep YacTHI[ OT TeMIIepaTypbl CHHTE3a MPAKTHYSCKH He 3aBUCAT. Turmy-
Hbie (ororpadun (oopasst Ne 1 u 4) npuBeeHbI Ha puUC. 2.

3‘»
».
3

Do
o

20.0kV 4.9mm

Puc. 2. CHUMKH pacTpoBOil SNIEKTPOHHOH MuKpockonuu odpasnos Ne 1 (a, 6)
uNe 4 (s, 2)

Ha mtockoctsax wactun Buasbl (poTtorpaduu ¢ macmraboM 5 MKM) «CTy-
NEHBKN» — SIBHOE CBUETEIHCTBO MOCIOMHOr0 pocTa KprcTawioB. YacTuisl arpe-
THUpOBaHbI, pa3mep arperaroB jgocturaer 20 mxm (dororpadum c macmradbom
20 mxm). ITo pesynpraram sHeproaucnepcuoHHoi cnekrpockonuu (EDAX) B 00-
pasuax kapOMI0B NPUCYTCTBYIOT B OCHOBHOM LIMPKOHHUI U YIJIEpOJ M B HE3HAUH-
TEJIbHBIX KOJIMYECTBAX KUCIOPO/.

PesynbpTaThl CEMMEHTAIIMOHHOTO aHAIM3a MPHUBEJCHBI HA puUC. 3 (THIMYHAS
rucrorpamma, Ha mnpumepe oOpasua Ne 1). OTH gaHHBIE B OCHOBHOM IOBTOPSIIOT
pe3yJIbTaThl PaCTPOBOH 3JIEKTPOHHON MUKPOCKOIIUH O TOM, YTO YaCTHIBI KapOuaa
o0pasytoT arperatbl pazmepom a0 20 MkM. CpenHuil pa3Mep arperupoBaHHBIX 4a-
ctull HaxoauTcst B quanasone ot 13 mkm (2000 °C) no 15 mxm (2300 °C). Cpen-
HUI pa3Mmep ¢ yBeJTHMUEHHEM TEMIIEpaTyphl HE3HAUMTEIbHO Bo3pacTaeT. Takum 00-
pa3oM, 10 COBOKYIIHOCTU 3THUX TPEX METO/0B UCCIICIOBAaHUN MOXHO CIEIaTh Bbl-
BOJI, YTO TEMIIEpaTypa CHHTE3a OUYeHb MO BIUSIET Ha pa3Mephbl YacTHUIl.

PesynpTarel nccnenoBaHUs TEKCTYPHBIX XapaKTEPUCTHK 0Opas3loB KapOupaa
[UPKOHUS NpUBeeHbl B Ta0a. 2. C yBelIn4eHHeM TeMIIepaTyphl CHHTEe3a yAeIbHas
HOBEPXHOCTH 00PA3I0B HE3HAYUTEIILHO CHIDKAETCH.
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Coneprante b % Mace

0z7 04 06 0

92 138 208 317 48
Pasmep wacTmL, MimM

Puc. 3. T'ncrorpamma obpasma Ne 1

Tabnuya 2
HexkoTopble TeKCTYypHBIC XapAKTEPUCTHKU KapOK/1a HMPKOHUA
O | s | e | e
Ne 1 1,8 0,009 13
Ne2 17 0,005 13
Ne 3 15 0,006 12
Ne 4 1,3 0,005 13

TyromiaBkue coelMHEHUS! M W3JENUsl U3 HUX OOBIYHO JKCIUTyaTUPYIOTCSA B
SKCTPEMAJIBHBIX YCJIOBMSX, B TOM YMCIIE B arpecCUBHBIX cpepax. IloatoMy crToii-
KOCTb MX K JICHCTBHIO KHCIOPOJa MPU BBICOKUX TEMIIEpATypax SIBISIETCS BaXKHBIM
cBoiictBoM. [Ipu okucneHun kapOupa LMPKOHUS C TO3UMLUHM TEPMOAMHAMHKH
HanboJiee BEpPOATHO MIPOTEKAHNE CIEAYIOIEeH PeaKnu:

ZrC + 20, =7r0O, + CO, .

(2)

[Ipu sTOM pacueTHBIN TpUPOCT Macchl coctaBiseT 19,42 %.
HepuBarorpamma obpasua Ne 1 npuBeneHa Ha puc. 4.

ACK, MBT1/mr

ZrC

64T

T T T 130
125
120
115
110
105
100

95

90

T
200

T T T
400 600 800 1000
Temnepartypa, °C

Puc. 4. TT'-JICK kpuBbie o6pa3ma Ne 1

% "B00BI

Hauano okucnenus kapouaa nupkorus npoucxoaut npH ~ 480 °C. CroxHbIH
XapakTep JIMHUKA U3MEHEHHUs] MACChl MO)KHO OOBSICHUTH cIeylomuM. BepostHo, Ha
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HAYaIbHOM 3Tarle UMEET MECTO HEIOJHOE OKHCICHHE KapOuaa HUPKOHMS 3a CUeT
pacTBOpeHHsl B HeM Kuciopoza [36] ¢ oOpaszoBanueM okcukapouma ZrC,O, mepe-
MEHHOI'0 COCTaBa. B nmanmpHeiIeM oKcukapOH MOCTENEHHO NMEPeXOaUT B OKCUJ C
BBIJICJIEHEM OKCHAOB YIiiepoJa B Ta3oByio (a3y, M STOT MpoLecc 3aBeplIaeTcs
npu ~ 800 °C. Oxucnenue xapOuga UUPKOHHS B ITOM HHTEpBaje TeMIlEpaTyp
IPOMCXOAMT MOYTH IOJHOCTBIO, TIOCKOJIBKY SKCIIEPUMEHTAJIbHBIE JaHHBIE 110 TPU-
0buH Macchl (~17 %) mpakTHYeCKH COBMAAarOT ¢ pacyeTHbIMU. [lopomok kapOuaa
mupkoHust coctaBa ZrCygs ¢ pazmepom dactuil 40...50 MKM OKHUCIISIETCS IPUMEPHO
B TakoM ke TemmeparypHoM muamnazone (320...1100 °C) [37]. MakcumanbHOE
TEIIOBBIZICTICHUE TIPH OKUCIICHHHM KapOwma MUPKOHWSA mpoucxomuT mpu 650 °C.
[Tpu temnepatype ~500 °C na nuanu TI He HaOmogaeTcst yObUTH Macchbl, COMpPO-
BOKIAEMOW SK30TepMHUCCKHM 3()()EKTOM, UYTO CIIYyKUT CBHIETEIBCTBOM OTCYT-
CTBHSI IPUMECH CBOOOIHOTO yriieposa.

HccenenoBanyst Mo CTOMKOCTH B CEPHOM KUCIJIOTE JJISL COIIOCTABIICHHUS ITPOBO-
JIAJIH aHAJIOTUYHO SKCIIepUMEeHTaM, onucanHbsiM B [38]. HaBecky moporka maccoi
0,2 r noMemany B XUMHYECKUM cTakaH, 3anuBanu 50 M1 pacTBOpa CEpHOU KUCIO-
Thl KOHUEHTpauuu (1:4) 1 BbLAEPKUBAIN IPU KOMHATHON TEMIIEpaType B TEUECHHE
24 yacos. [lo ucTedeHHW 3aJaHHOTO BpEMEHU OT(WIBTPOBBHIBAIN HEPACTBOPHUB-
MIFIACS OCTAaTOK Yepe3 OyMakHbIN (puibTp (CHHSS JEHTa), MPOMBIBANH JAUCTHILIH-
POBaHHOM BOJOM 10 MCUE3HOBEHUS B IPOMBIBHBIX BOAAX KHUCIIOM peaKLUU, OCTATOK
BeicymmBanu npu 80 °C um B3pemuBanu. KonmuecTBO HEpacTBOPHMOro OcTaTka
JUTsE Bcex 00pasnoB coctaBisuio 98,65...98,80 % macc. DTO CBUACTENBCTBYET O
BBICOKOH KOPPO3MOHHOM CTOWKOCTH CHHTE3UPOBAaHHBIX 00Pa3IoB KapOuaa IUpPKO-
HUS B KHCJION CpeJie, COITOCTaBUMOI CO CTOMKOCTBIO KPYITHO3EPHUCTHIX TTOPOLIKOB
3TOTO COETUHEHMUS.

BbIBO/IbI

B nannoil pabote mpoBeneHO MCCleIOBaHUE MPOLECCa CUHTE3a BBHICOKOIMC-
MEPCHOTO TOpoIIKa KapOuaa NUPKOHUS KapOOTEPMHUYECKMM BOCCTAHOBJICHHUEM
JUOKCH/Ia LUPKOHHUS C HCIOJIb30BAaHHMEM HAHOBOJIOKHHCTOro yriepoza (HBY).
CuHTe3 NpoBOAMIICS B IIEYH CONPOTHUBIICHHUS ¢ rpadUTOBBIM HarpesareneM. OnTu-
MaJIbHBIE MapaMeTPhl MPOIEcca: MACCOBOE COOTHOIICHUE OKCHJ ITUPKOHUS : yTiie-
POJ TIO CTEXUOMETPHUH Ha MONydeHUe KapOuaa HUpKoHus coctaBa ZrC, BpeMs BbI-
nepxku npu temneparype 2000...2100 °C 60 munyT. [lomyueHHBIE TPOAYKTHI O11-
HO(a3HBI M colepKAT TOJIBKO KapOHJ| MUPKOHHS C HE3HAUYUTEIIHLHBIM KOJIMYECTBOM
npumeceid (He 6onee 3 %). 3HaUCHUS TUKHOMETPHUYECKOW TNIOTHOCTH CHHTE3HPO-
BaHHBIX KapOWJOB MPAKTHUYECKH COOTBETCTBYIOT IIPUBEICHHBIM B CIIPABOYHOM JIU-
tepatype. Ilo pesynbraram pacTpoBOil 3MEKTPOHHON MHUKPOCKOIUHU YCTaHOBIICHO,
YTO arperaThl M3 YacTHIl KapOuaa IUPKOHUS He mpeBbimaroT 20 MKM. DTO MOJ-
TBEpXKAaeTcs JaHHBIMU CEIMMEHTAMOHHOTO aHanu3a. [lo n3orepmMaM HU3KOTEM-
nepaTypHOH afcopOLUK U JecopOLrU a30Ta ONpeeeHbl: yelbHas MOBEPXHOCTb
nopomkos (1,3...1,8 M%/r), yaensrbiii 06bem mop (0,005...0,009 cM/r) u cpenmuit
muametp mop (12...13 BM). YCcTaHOBIEHO, YTO TeMIlepaTypa CHUHTE3a HEe3HAUH-
TEJIGHO BIIMSIET HAa pa3Mep YacTHIl U yIENbHYIO MOBEPXHOCTh 00pasuoB. Okucie-
HHUE CHHTE3UPOBAHHOTO KapOuaa LMPKOHHS MPOUCXOJUT B IUAIAa30HE TEMIIEPaTyp
480...800 °C. B pacTtBOpax cepHOI KHCIOTHI MOXYYE€HHBIE TOPOIIKH KapOuaa 1up-
KOHMS TPaKTHYeCKH He pasnaraiorcs. [lo 3TuMm cBOWCTBaM BBICOKOAUCIEPCHBIC
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MOPOIIKKH KapOuja IUPKOHUS COMOCTABUMBI C KPYITHO3EPHUCTHIMH TOPOIIKAMHU
aHaJOTUIHOTO coenuHEeHHs. B pabote mokaszano, utro HBY moxker ObITh 3ddek-
THUBHO HCITOJIL30BaH JIJIsl CHHTE3a KapOuia IIMPKOHUSI.
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The article presents the results of studying the process of fine zirconium carbide powder
synthesis and analyzing its characteristics and properties. Zirconium carbide was prepared by
zirconium reduction by nanofibrous carbon in a resistance furnace with a graphite heater. The
presence of zirconium carbide in the samples was found by X-ray analysis. The content of zir-
conium and impurities were found by X-ray fluorescence analysis, the total carbon concentra-
tion was determined by burning the sample in an oxygen flow followed by the determination of
CO,. The morphology and particle size were determined by scanning electron microscopy. Ac-
cording to the results of local energy dispersive X-ray microanalysis the samples were present-
ed predominantly by zirconium and carbon. A specific surface area, pore volume and diameter
wee determined by the BET method. The density of the samples was found. The sedimentation
analysis was carried out. Thermal stability was studied by a simultaneous thermal analysis in
oxygen during heating to a temperature of 1100 °C. The corrosion resistance of the resulting
carbide in sulfuric acid was also studied. The optimal parameters of the zirconium carbide syn-
thesis were a 60-minute exposure at temperatures from 2000 to 2100 °C. The resulting materi-
als were presented by a single phase — zirconium carbide with an impurity content of about
3 %. It consisted of aggregated particles with a size less than 20 microns. The specific surface
of the material ranged from 1.3 to 1.8 m%g. The oxidation of zirconium carbide began at 480
°C, the process ended at 800 °C. Carbide decomposition was negligible under exposure in a
sulfuric acid solution at room temperature. Thus, the corrosion resistance of the resulting mate-
rial can be compared with a coarse material (40...50 microns) powder with a similar com-
pound.

Keywords: fine dispersed powder, zirconium carbide, carbothermal reduction, character-
istics, properties, morphology, particle size, nanofibrous carbon
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