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B nmamnoi#t pabore mpemrokeH croco0 cuHTe3a mopomka o-WC MeronoM
3NIEKTPOHCKPOBOTO Pa3psaa, TIe B KAYeCTBE IEKTPOJHBIX MaTEPHAIOB UCIIOIB30BaHbI
WC —-8% Co (anox) u W (katon), a B KAUECTBE JUDIEKTPUUECKOMN KUTKOCTH UCTIONb-
30BaHa JEMOHN3UPOBaHHas Boja. CHHTE3UPOBAHHBIH MTOPOLIOK ITOCIIE BBICYIIKH OBLI
MOJIBEPTHYT TEPMHUYECKOMY OTKUTY B BO3YIIHOH aTMocdepe rpu Temrepatypax 250,
400 u 600°C B TedeHue 2 U C LETbI0 aHAIM3a €T0 TEPMUIECKON CTaOUIHLHOCTH U BBISB-
JICHUSI BO3MOJKHBIX TEMITEpaTypHO-3aBUCHMBIX (ha30BBIX epexonoB. da3oBrlii cocTas,
MOP(}OJIOTHS U pa3Mephl YaCTHL CHHTE3UPOBAHHOTO MOPOIIKA ¥ HOPOIIKOB, TIOIBEPT-
HYTBIX TEPMUYECKOMY OT)KUTY, OBIIIM MCCIIE0BaHbl METOJaMU TTOPOIIKOBOM PEHTTe-
HOBCKOW  IU(pakuMd W CKaHUPYIOWEH  AJIEKTPOHHOH  MHKPOCKOIIWH.
CuHTE3UpOBaHHBIM MMOPOIIOK COAEPkKUT ABe (asbl: noMuHUpYoLyto ¢dasy o-WC u
¢azy a-W,C. IIpu Temneparype omxkura 600°C ooe daszbt o-WC u a-W,C mpakruue-
CKH TIOJTHOCTBIO mepexomiaT B Ga3zy CoWO,. O6cykaeHsl mponeccsl GOpMUPOBAHUS
($a30BBIX KOMIIOHEHT CHHTE3UPOBAHHOI'O MOPOIIKA M MEepPeXoJa STHX KOMIIOHEHT B
¢dazy CoWO;, B pe3ybpTaTe TEPMAYIECKOTO OTHKHUTA.

1. Beeaenue

MeTop 3IeKTPOUCKPOBOTO paspsiia MUPOKO MUCHOIB3YeTCs JJIsl HAHECEHUs I10-
kpeiTuit WC—Co Ha nmoBepxHocTh ctanu [1-5], Ni [6], Ti [7], ciuiaBoB Ha ocHOBE Mg
[8] u mpyrux THTIOB MaTepHaoB [8] TSl yIydIIEHUS UX YCTOHYMBOCTH K KOPPO3UHU U
u3Hocy. B udactHocTH, HaHeceHue MOKphITUH WC—Co Ha MOBEPXHOCTh PEXKYILIUX,
HQOBAIBLHBIX M (HOPMOOOPA3YIOIIUX WHCTPYMEHTOB MPUBOIUT K 3HAYUTEILHOMY
MOBBIIICHNIO WX CTOWKOCTH K KOPPO3WH M M3HOCY, UTO JIeiaeT ux padborty Oosee r¢-
(heKTHBHOI B YCIIOBUSX BBICOKHX JIABJICHUU U TEMITEPATYP. DINEKTPOJIBI U MUKPOIIIEK-
tpoasl WC—Co »(¢heKTUBHO HCIONB3YIOTCSA B MPOLECCaX 3JIEKTPOIPOIMOHHON
00paboTkH (pe3ka, cBepicHUE, POPMOBKA) TBEPAOCIUIABHBIX KOMITO3UTOB Ha OCHOBE
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WC u apyrux matepuanosn [9,10]. Jpyrum Ba)KHbIM NPAKTUYECKUM MPUMEHEHHEM
anexkTporoB WC—Co sBIs€TCS UX HCIOJIB30BAaHUE B IEKTPOUCKPOBOM cuHTe3e WC
COJIeprKaIliX MOPOIIKOB B PA3IMYHBIX KUAKUX JUIIEKTPUIECKUX CpPelax, B 9aCTHO-
CTH, TaKHX Kak TexHuuyeckoe macio [11], Boga [12], BogHBIE pacTBOPHI TIULEPUHA
[12]. Bnexrponbt WC—Co 00bryHO u3rotaBnuBaioT u3 ciaa WC—Co ¢ conepkaHueM
Co ot 6 1o 12 macc.%.

[Ipu 31eKTPONCKPOBOM CHHTE3€ IOPOIIKOB C BRICOKHM cojepxkanneM WC, kpome
anektpopoB WC—Co [11,12], ucronbs3oBaiuck Takke KOMOMHALIUK Tap 3JIEKTPOAOB
W-W [13,14] u W—C (rpadwur) [15-17]. B 3TOM MeTOIE CHHTE3a TIOPOIIKOB C BHICO-
kUM coziepkanneM WC B KauecTBe )KHIKUX JUAIEKTPUIECKUX CPEe]] UCTIOIh30BAIUCH
uHaycTpuanbHoe macio [11,13,14], atanon [15,16], xkepocun [17] u nenoHu3upoBaH-
Has Boma [12,17]. Ba)kHO OTMETHTB, YTO B YIIOMSHYTBIX BBINIC UcciaeaoBanusx [11-
17], He3aBUCUMO OT THUIA MPUMEHSEMBIX 3JEKTPOJOB, KUIKOU AUIIECKTPUUYECKOM
Cpenbl U UCIOJIb30BAHHBIX TEXHOJOTUYECKUX MapaMEeTPOB CUHTE3a, B CHHTE3UPOBAH-
HBIX TIopomkax WC dopmupoBaiics co cTpykrypoit B-WC das3er ¢ kyomdeckol Kpu-
crammueckoit  pemerkoir. ®aza B-WC, mis koTopo B IUTepaType TakkKe
ucnoin3yercs obosHauenue WCi_, [15,17], TepMOIUHAMHUYECKU CTa0MIIbHA TPU BBI-
cOoKuX Temreparypax > 2789K [17], omHako, MOXET TIPOSBIIATh TOCTCHHTE3HYIO CTa-
OWIFHOCT, W TIPU KOMHATHBIX TeMIleparypax Onaromaps (OPMUPOBAHHIO B
HAaHOCTPYKTYpHOM cocTosiHuU [15—17]. Ilpu 31eKTporucKpoBOM pa3psjie TeMIeparypa
Ha TIOBEPXHOCTH DJIEKTPOAOB U B JAUINIEKTPUIECKOHN JKUIKOCTH MEXIY SIEKTPOJIaMHU
noseimaercs 10 ~10* K ¢ odens Bricokoii ckopocthio 10°-10° K ¢!, [12]. Bricokas
TeMIiepaTypa Ha 3TOM YPOBHE MPUBOAUT K MTHOBEHHON TEPMHUYECKON DPO3UU dJCK-
TPOIOB, YTO CO3JAET YCIOBUS U 00pa30BaHU B TUDIIEKTPHIECKON KUIKOCTH YaCTHII
thazp1 B-WC (u3 monekyn u gactury W u C B pacIuiaBJI€HHOM H MTAPOBOM COCTOSTHHSIX)
npu OBICTPOM OHWKCHUN MaKCHMAJILHOW TEMITEPATyphl pa3psjia 10 TeMIIepaTyphl 3a-
TBepaeBaHus 3Toi ¢aser 3028 K [17].

B 10 xe Bpemst mpencTaBisieT OOJBIION MPaKTHIECKUN HHTEpeC pa3paboTka Tex-
HOJIOTUI CHHTE3a METOIOM JJIEKTPOMCKPOBOTO pa3psiia TaKkKe MOPOIIKOB KapOwa
BoJIb(hpaMa ¢ BEICOKUM coaepxkanueM o-WC (a3el, IMeromel rekcaroHaabHy0 KpHr-
CTaIUIH4YecKyto pemeTKy. C 0JJHOH CTOPOHEI, 3TOT HHTEpeC 00YCIIOBIEH OoJiee MHUPO-
KHM TEXHOJOTHYECKUM IPUMEHEHHEM MOopomKoB o-WC ¢a3el MO CpaBHCHHIO C
nopormkamMu B-WC ¢da3er. C mpyroit cTopoHbI, pa3paboTka TEXHOJOTHH IS CHHTE3a
YUCTHIX MOPOIIKOB 0-WC (ha3bl WK MOPOMIKOB C BEICOKUM cojiepkanueM o.-WC dassl
METOJIOM 3JICKTPOUCKPOBOTO pa3psjia PAaCHIMPUT HAIIM 3HAHUS B HAINPABICHUU KOH-
TPOJIUPYEMOTO CHHTE3a MoporkoB WC ¢ ompeneneHHOW/ TpedyeMolt monuMophHO
CTPYKTYPOM.

B nanHnoii pabote npeanoxeH crnocod npsMoro cuHTe3a nopoika o- WC MeTogom
3JIEKTPOUCKPOBOTO pa3psna. B kadecTBe AIEKTPOIHBIX MaTEpHalIOB HCIOIB30BaHBI
WC—8% Co (anom) u W (karom), a B Ka4ecTBE AMAICKTPUICCKON KUIKOCTH HCIIONb-
30BaHa JICMOHU3WPOBaHHAs Bojaa. CHHTE3WPOBAHHBINA MOPOIIOK IMOCIE CYIIKH OBLI
MOJBEPTHYT TEPMHUESCKOMY OT)KHTY B BO3IayXe mpH Temrepatypax 250, 400 u 600°C
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C LEJIBIO aHAJIM3a €r0 TEPMHUUYECKON CTaOMIBHOCTH U BBISIBICHHUS BO3MOXKHBIX TEMIIE-
paTypHO-3aBUCUMBIX (pa3oBBIX mepexoaoB. Pa30BbIi cocTas, MOPQOIOTHUS U Pa3Mephl
YacTUI] CHHTE3UPOBAHHOT'O NTOPOIIKA U IOPOIIKOB, T0IBEPIHYTHIX TEPMHUUECKOMY OT-
JKUTY, OBIIIM UCCIIEI0BaHbl METOJAMHU IIOPOLIKOBOM PEHTIEHOBCKOM AN(PAKINY U CKa-
HUPYIOLIEH 3IEKTPOHHON MUKPOCKOIINH.

2. DKcnepuMeHT

2.1. Cunmes u nocmcunmesHwiti mepmudeckuti omaicue nopowxa WC

Cxema 3KCIIeprUMEeHTANBHOH YCTaHOBKHY, NCTIOIB30BaHHOM JIJIsl CHHTE3a ITOPOIIIKa
WC meronom 3eKTpOHCKpPOBOTO paspsiaa, MpejacTaBieHa Ha puc.l. YcraHoBKa co-
CTOWT M3 CJIEIYIOMNX OCHOBHBIX 3JIEMEHTOB JUTA peajH3aliy IpoIecca CHHTEe3a: Te-
HEpaTopa WMITYJIBCOB pa3psjia, DJEKTPOAOB, CTEKISTHHOTO COCY/a, COAEPIKAIIETO
pabouyIo JKUAKOCTH C IOTPYKHBIMH 3JIEKTPOJAMHU, U CUCTEMBI BOASIHOTO OXJIQKICHUSI.
Paspsin cozmaBaincst Mexxay aAByMs dnektponamu: katogoM W u anogom WC—8%Co, B
koTopoM WC nmeer ctpykrypy o-WC dassl. B kauectBe paboueil kuakocTu ObLIO
ucnons3oBano 0.3 1 nemoHu3MpoBaHHOW Bonbl. CuHTe3 mopomka WC ocHOBaH Ha
AIEKTPOIPO3HH HIEKTPOIoB [11].

[pormecc cunTe3a mopomka WC OCyHIECTBISUICS METOAOM 3IIEKTPOHUCKPOBOTO
paspsia COTIIacHO PKCIIEPUMEHTAILHOM cxeme, TpecTaBiaeHHoi Ha puc. 1. [locme ce-
pPUH SKCTIEPUMEHTOB C IENBI0 TOXYUYeHHUS CHHTE3WPOBAHHBIX MOPOIIKOB C BBHICOKHM
conepxanueM (aspl o-WC Oblj1a yCTaHOBJIEHA CIEAYIOIIas ONTUMH3UPOBAHHAS KOM-
OMHALMS TEeXHOJOTHYECKUX MapaMeTpoB: 3Heprus paspsaaHoro ummyibca 0.13 Ik,
IUTATEITEHOCTE paspsaHoro uMiryikca 30 Mkc 1 gactoTa paspsaos 1 'm. CuaTe3upo-
BaHHBIN TOPOIIOK POPMHPOBAJICS B paOOYE KHUIKOCTH.

Puc.1. CxeMa 3KCTIepIMEHTAIFHON YCTAaHOBKH Uil CHHTe3a mopormka WC
METOJIOM 3JIEKTPOMCKPOBOTO pas3psia: 1 — reHepaTop UMITYJIbCOB paspsiia,
2 — JepikaTenu 3EKTPoaAoB, 3 — 3nekTposl (aHog WC-8%Co u karton W),
4 — paboyast >KUIKOCTh (JIEMOHM3MPOBaHHAsI BOJA), 5 — cOCyl ¢ paboueit
YKUJIKOCTBIO U TIOTPY KHBIMH AJIEKTPOJIaMU, 6 ¥ 7 — BXOJ| ¥ BBIXOJL JJISl JKH/I-
KOCTH B CHCTEME BOASHOI'O OXJaXIEeHHs, 8§ — oclpiuiorpad Juiss KOHTPOJIS
Pa3psAHOIO HAPSHKEHHS U TOKA.
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[Tocie oTcTanBaHKs CHHTE3WPOBAHHBIN TOPOILIOK OBLT OTAETIEH OT pabouero pac-
TBOpa JAECKaHTaLMEN U 3aTeM TPHOKIbI TPOMBIT AEHOHU3UPOBAaHHOM BooH. [l uccie-
JOBaHUs aHATUTHYECKUMHU METOJAMH TI0JIy4YEHHBIH MOPOIIOK OB TOJIBEPIHYT CYIIKE
B cymmibHOM Iikady npu temreparype 120°C no nocrossHHOTO Beca. U3 BEICYIIICH-
HOT'O IOPOIIKa OBUIM 0TOOPaHBI TPY MPOOBI U TOABEPTHYTH TEPMUUECKOMY OTKHUTY B
MydenpHo meun npu temieparypax 250, 400 u 600°C B Teuenwme 2 .

2.2. Memoowl uccredosanus noay4eHHbIX 00pa3yos

®a3oBeIii cocTaB 00pa3LoB OBUT HCCIIEAOBAaH METOJOM MTOPOLIKOBOH PEHTTCHOB-
cKoi mudpakiuun. PeHTreHoaudpakMOHHbIE CIIEKTPHI OBUTH 3aperHCTPUPOBAHBI HA
mudpakromerpe M/I-10 ¢ ncrounnkom peHTreHoBckoro m3nyuenus CuKo B nuama-
30He 20 yrmos 15° <20 < 70°,

DNEeKTPOHHO-MUKPOCKONNYECKAE H300paKeHHsI MOPOIIKOBBIX 00pa3oB ObLIH
MOJIy4eHbl Ha CKaHUpYIoUEeM anekTpoHHOM Mukpockone BET'A TC 5130MM mpu
yckopsitomieM Hanpskenuu 20 kB.

3. Pe3yabTaThl U 00CyxKAeHHE

3.1. Penmeenoougppaxyuonusie usmeperus

Ha puc.2 npencraBineHbl peHTICHOMUPPAKIIUMOHHBIE CIIEKTPhI CHHTE3UPOBAHHOTO
MOPOIITKA U MOPOIIKOB, TMOJABEPTHYTHIX TEPMUUYECKOMY OTXKHIY NPHU TEMIIEpaTypax
250,400 u 600°C. CriexTp, 3apeTUCTPUPOBAHHEIN OT CHHTE3UPOBAHHOT'O TIOPOIITKA, TT0-
Ka3pIBaeT oOpasoBanue nByx (as. IlepBoii, nomunHHpyromiel ¢a3oi sBusiercs ¢asza
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Puc.2. Perrrenoan)pakiiMOHHbBIE CICKTPhI CHHTE3UPOBAHHOI'O MOPOIIKA U
MOPOILKOB, MOABEPTHYTHIX TEPMUIECKOMY OTXKHTY MpH Temneparypax 250,
400 u 600°C B Teuenue 2 4.
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kapOuna Boibppama o-WC, nuneHTHGUIIMPOBAaHHAS [0 MOPOLIKOBOMY TU(PAKINOH-

HoMmy (aiimy ICDD PDF Ne 25-1047, a Bropoii ¢a3oii sBusercs o-¢asza morykapouga

Bombpama o-W>C, UIACHTHGUIIMPOBAHHAS 110 TIOPOITKOBOMY  TU(PaKIIHOH-

HoMmy (airy ICDD PDF Ne 35-0776. ®aza CoWOy, chopmupoBaBiiasicss B OTOKKEH-

HBIX TOPOIIKaX, MACHTU(HUIMPOBAHA MO TOPOIIKOBOMY AW(PaKUMOHHOMY (hailmy

ICDD PDF Ne 15-0867.

W3 cpaBHUTENBHOTO aHAIM3a CIEKTPOB, IPUBEICHHBIX HA PUC.2 CIENYyET, YTO:

1. CHHTE3MpOBAaHHBIN MOPOILIOK COACPKUT ABe (asbl: pazy o-W.C u foMHHUpYIO-
mryto dasy a-WC;

2. C TOBBILICHHEM TEMIEPaTyphl OTKUTa OTHOCUTENbHOE copepkanue daspl o-WC
B OTOXOKEHHBIX TOPOIIKaX yMEHbIIaeTcd, a pu Temrneparype omxura 600°C ata
(haza ucuesaer;

3. omxur npu temneparype 250°C npuBoauT K yMeHbIIEHHIO o-W2C, KoTOopas Hc-
4e3aeT NpH OoJiee BRICOKHX Temneparypax omxura 400 u 600°C;

4. omxur npu Temrepatype 250°C mpuBoauT K o0pazoBaHuio HOBOH (azel CoWOOs,
OTHOCHUTEIIbHOE COJEp)KaHNE KOTOPOW YBEMUMBACTCS C IOBBILICHUEM TeMIIepa-
TYPBI OT)KUTA;

5. mnpu camoil BeIcokoi Temmeparype orTxura 600°C obe dazsr a-WC u a-W,C
MIPaKTHYECKU TOTHOCTHIO TiepeXxoasT B hazy CoWOs.
da3oBbIe COCTAaBBI UCCIICTOBAHHBIX MOPOIIKOBBIX 00pa3loB, yCTaHOBICHHBIE U3

PEHTIeHOU(PPAKIMOHHBIX CIIEKTPOB, IIPEICTABICHBI B Ta0JI. 1.

C WuCmoNb30BaHHEM PEHTICHOBCKOTO CIIEKTpPa CHHTE3UPOBAHHOTO ITOPOLIKA
(puc.2), U3 yrioBBIX YIIUPEHUH TUPPaKIMOHHBIX MUKOB (a3bl o-W2C ¢ yriioBeIMH
nostokeHusIMH 20 = 34.76° (orpakerne 001) u 20 = 52.71° (orpakenne 102) paccuu-
TaHO, YTO pa3Mepbl 4acTHIl dToi (azbl ~0.3 MKM.

Tabn.1. ®a3oBrIe cOCTaBHI HCCIIEAOBAHHBIX TOPOIIKOBEIX 00pa3ioB

O6pazert da30BEIi cocTaB
CHUHTE3UPOBAHHBIM a-WC, a-W,C
oToxkeHHbIH nipu 250°C B Teuenue 2 4 a-WC, a-W,C, CoWOq4
otoxokeHHbI mpu 400°C B TeueHue 2 u a-WC, CoWO4
otoxkeHHbI mpu 600°C B TeueHue 2 4 CoWO,

3.2. DneKkmpoHHO-MUKPOCKONUYECKUE UCCAEO08AHUS

ONEKTPOHHO-MUKPOCKOTTMUECKUE N300paXECHUS, TTOYICHHBIE OT Pa3HBIX (pak-
U CHHTE3WPOBAHHOT'O TOPOIIKA W TOPOUIKOB, OTOXOKEHHBIX TMPH TeMIIepaTypax
250°C u 400°C, umenu MpakTHYECKU OJIMHAKOBBIE OCOOCHHOCTU KaK IO JHUCIIEPCUU
YaCTHI[ 1O pa3Mepam, Tak U 1o mopdosoruu. Ha puc.3a u b npencTaBieHbl dJieK-
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Puc.3. DneKTpoHHO-MUKPOCKONHMYECKHE W300paKeHHs CUHTE3UPOBAHHOI'O I10-
pouika (a) 1 mopoiika, oToxoKeHHoro rnpu Temuneparype 600°C B reuenue 24 (b).

TPOHHO-MUKPOCKOITMYECKHAE U300paKeHUsl, MOJYUCHHBIC OT CHHTE3UPOBAHHOIO IIO-

pOIIIKa U MOPOIITKa, OTOX KeHHOoTo 1mpu Temieparype 600°C. Ha puc.4 npencraBneHs

3JIEKTPOHHO-MHUKPOCKOTIMYECKIE H300PaXKCHUsI, TMOJIYYCHHBIC C OOJBIINM yBEINYE-

HHUEM OT MOPOIIKOB, OTOKKESHHBIX MU TemnepaTypax 250°C (puc.4a), 400°C (puc.4b)

u 600°C (puc.4c). 13 aHamm3a 37eKTPOHHO-MUKPOCKOITUIECKUX M300paKeHHH, TIpe-

CTaBJICHHBIX Ha pUC.3 U 4, U Opyrux M300pa)KeHU, HEe BKIIOUYCHHBIX B HACTOSIIYIO

CTaThIO, CIEIYET, YTO:

1. B CHHTE3MpPOBaHHOM ITOPOIIKE U BO BCEX MOPOIIKAX, TOABEPTHYTHIX OTXKHTY, pas-
MEp YaCTHUI[ MPAKTUYECKU BAPHUPYETCS B OJTHOM M TOM XK€ IIMPOKOM JHAMa30He
~ 0.3-150 MxM;

2. B CHHTE3UPOBAHHOM ITOPOIIKE H BO BCEX MOPOINKAX, MOJBEPTHYTHIX OTXKHUTY, Ya-
CTHIIBI pa3MepoM oT = 1 10 = 150 MKM UMEIOT HEeTIPaBUILHYIO POPMY;

3. B CHMHTE3MPOBAHHOM IIOPOIIKE ¥ BO BCEX MOPOIIKaX, MOJBEPTHYTHIX OTXKHUTY, Ya-
CTHIIBI ¢ pazMepamH B mpenenax ~ 0.3—1 MKM HUMEIOT KaK HEelpaBWIbHYIO, TaK U
OKpyTIIyto opMy, OZHAKO, AOJISL STHUX YACTHUI] C OKPYTJIoH (GOpMOii B MOpOLIKE,

Puc.4. D1eKTpOHHO-MHUKPOCKOITUYECKHE H300PaKESHHUS TOPOIIKOB, OTOKKEHHBIX
B TeueHue 2 4 npu Temreparypax 250°C (a), 400°C (b) u 600°C (c¢). Ha pucynke
(c) Gerble CTPEIKU YKa3bIBAIOT Ha HEKOTOPKIC arIOMEPaThl YaCTHIl TOPOHIATBHOM
(hopmsl.
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OoTOXOKeHHOM Tipu Temriepatype 600°C, 3HaUnTeIHHO OOJbIIE, YEM B CHHTE3UPO-
BaHHOM IIOPOLIKE U MOPOIIKaX, 0TOACKEHHBIX TpH TeMiepatypax 250°C u 400°C;
4. B HOpOLIKE, OTOX KEHHOM Ipu TeMiepatype 600°C, yacTb MaibIX 4acTHI] C pa3-
Mepamu ~ 0.3—1MKkM 0Opa3yeT MHOTOYMCIIEHHBIE arioMeparbl pazMepoM 0
50 MKM, TpeanoIOXKUTENbHO, oA AelcTBUeM cuil Ban-nep-Baansca, a npyras
4acTh ATUX YACTHUI IUIOTHO ITOKPHIBAET IOBEPXHOCTh KPYIHBIX YACTHUI] IIOPOIIKA
(puc.3b);
5. BTOpOIIKE, OTO¥CKEHHOM IpH TeMmepaType 600°C, 6ombIoe Yico araoMepaToB
MAaJIBIX OKPYTJIBIX YAaCTHI[ HIMEET TOPOUIATBHYIO (OpMYy € pa3MepoM/anaMeTpoM
B muamnasone ~1—4 Mxwm (puc.4c).
W3 conocTaBneHus AaHHBIX, TTOIyYEHHBIX METOJaMH PEHTTCHOBCKON AN PaKINU
U 3JIEKTPOHHON MUKPOCKOIHUH, CIEAYET, YTO B CHHTE3UPOBAHHOM IOPOILKE JOMHHHU-
pytomas ¢aza o-WC comepxurcs ¢ 00beMHOM noieit ~ 90% U COCTOUT U3 YaCTHIL He-
MIpaBUIIHLHON (hOPMEBI C pa3MepaMu B muamnazone ~ 1—150 MM, B To BpeMs Kak ¢aza o-
W>C comepxurcs ¢ 00bemMHON foieit ~10% 1 COCTOUT M3 YacTHUI] MPEUMYIIIECTBEHHO
OKpyTI0ii hopMbl ¢ pazmepamu ~ 0.3 MKM.

3.3. Mexanusmul 0obpazosanus (paz 8 UCCiIe008AHHBIX NOPOUKAX

B mpouecce 351€KTpOUCKPOBOro paspsia JJIUTEIBHOCTh OJMHOYHOIO UMITYJIbCA
paspsiia MOKET BapbUPOBAThCS OT MHUKPOCEKYHJ A0 MuuucekyHn [13,15,17], no-
3TOMY CHHTE3 MOPOIIKOOOPa3HBIX MaTEPUAIOB B CUCTEME «3JICKTPOABI—INUIIICKTpUYe-
CKas JKUIKOCTbY» XapaKTEepPH3yeTCsl BHICOKMMH CKOPOCTSMHU HAarpeBa M OXJaKIACHUA U
KOPOTKHUM U30TEPMUUYECKUM EPHUOAOM BBLIECPKKH MaKCUMaJIbHOU TeMIIEpaTyphl B Ka-
Haue paspsaa. [Ipu anekTporcKkpoBOM paspsijie MeKIY dJIEKTPOAaMU 00pa3zyeTcs Iiia3-
MEHHBIH KaHal ¢ BBICOKOH TemmepaTypoit ~10* K u nanenuem g0 ~300 MIla [12,18].
HeszaBucuMo OT TUNa 3IEKTPOJOB U AUIIEKTPUUECKON XKUAKOHN Cpeibl, O JEHCTBUEM
BBICOKOM TeMIepaTypbl M JAaBICHUS IUIAa3Mbl MPOUCXOAUT APO3HsI MOBEPXHOCTHBIX
CJIOEB 3JIEKTPOAOB B )KHUIKYIO (paciuiaBieHHas ¢a3a), mapoByro U TBepayro ¢assl [19].
Cpenu atux (a3, maposas (paza cOCTOUT U3 My3BIPHKOB Mapa, 00pa3yIoUnxcs B pe3yib-
TaTe KaBUTAIMOHHOTO Mpolecca. DTH My3BIPbKU TMapa, MPEeAroNI0KUTEIbHO, 3a10l-
HEHBI PAaCTBOPEHHBIM B pabodei )KUIKOCTH BO3IYXOM, METbYAHIITUMI KaIUTSIMH 3TOH
SKUJKOCTH, a TAKK€ MCMAPEHHBIMU MOJIEKyJIaMH U HAaHOPa3MEPHBIMH YacTULIAMH Ma-
TEpHAaIOB AEKTPo10B. OKOHYAHUE MMITYJIbCA pa3psa MPUBOJUT K OBICTPOMY Majie-
HUIO TEMIepaTypbl, KOJJIAalcy IUla3Mbl B KaHaje paspsga H 3aTBEpACBaHHIO/
OCKIICHUIO YaCTHIl CHHTE3UPOBAHHBIX COCTUHEHUH U3 KHUAKOW M TapoBoit da3. I1pu
anekTpodposun 3MekTpoaoB WC-Co B Boje, hopMupyroniiecs U3 KuIKoH ¢as3bl ya-
CTHLBI UMEIOT QOopMy, ONM3KYIO K chepriecKoil, ¢ pasMepaMu B JAHana3oHe OT He-
CKOJIbKMX MHUKpOH 10 = 60 mxm [12,18,19]. ®opmupyromuecss u3 mapoBoil (azbl
YaCTHUITBI UMEIOT CYOMHUKPOHHBIC pa3MepPhl, OKPYTIYI0 (popMy U 00pazyroT XapakTep-
Hble arnoMepatsl [12,18,19]. B otnnuue ot yacTuil, BeINaAaOMIKUX U3 5KUAKOW U apo-
BOIi (a3, TBepAbIe YACTHLBI, 00Pa3yIOIIHNEcs B pe3yIbTaTe IPO3UH dIEKTPOJOB, UMEIOT
HEMPaBWIBHYIO (HOPMY M MOTYT JOCTHUTATh OONBIIHUX pa3MepoB ~150 MxMm. JTH ya-
CTHIIBI HETIPAaBUIIBHOM (hOPMBI 00pa3yroTCs B pe3yiibTaTe XPYMKOTO pa3pyIIeHUs mpe-
UMYIIECTBEHHO MOBEPXHOCTHOIO CJOSI MaTepuana aHoAa IMpU TEPMUUYECKUX
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HaIpPsHKEHUSIX, BRI3BAHHBIX IpoltieccoM paspsiaa [19]. [lpu saexTpospo3un 31eKTPOI0B
WC-Co B Boze, Kak Ha pa3Mephl, TaKk U Ha OTHOCUTEIHHBIE 00BEMHEIE IO YaCTHII,
BBITIQJAFOIINX U3 KUIKOH, TapOBOH U TBEp10# (ha3, CHIIBHOE BIIMSTHUE OKa3bIBAIOT 0CO-
OCHHO ITMTENLHOCTD U SHEPTHUS UMITYIIbCa NEKTPOUCKPOBOTO paspsaa [18]. [Ipu atom
B Auana3zoHe yacToT pazpsaa o ~1600 I'u ymenpHas 3po3us (T.e. KOJIMYECTBO IO-
pOIIKa, CHHTE3UPYEMOT'0 B pPe3yJbTaTe 3PO3UU IJIEKTPOJIOB 32 €AMHHUILy BPEMEHH) C
YBEITUICHUEM YacCTOTHI Pa3psIOB BO3pacTaeT MPAKTHICCKU JIMHEHHO [18]. D10 03Ha-
YaeT, YTO 3aKOHOMEPHOCTH (PHU3UKO-XMMHUYECKUX TIPOIIECCOB 3PO3UU MATEPUAIIOB
3JIEKTPOJOB MPU CAUHUYHOM UMITYJIBCE pa3psia MUKINIECKH OBTOPSIOTCS IIPU Yepe-
JIOBAaHUU HMITYJbCOB, YeM OOECIICUMBAIOTCS PaBHBIC AJINTUBHBIE KOJIMYECTBEHHEIC
BKJIAJIBI FIMITYJIBCOB B 00IIIee KOINYECTBO CHHTE3NPOBAHHOTO ITOPOIIIKA.

C 1enpIo CpaBHUTENHFHOTO aHaNN3a B Ta0J.2 PEeICTaBICHBI JaHHBIE SKCIIEPUMEH-
TaJbHBIX MMapaMeTPoOB U (PA30BBIX COCTABOB MOPOIIKOB, CHHTE3UPOBAHHBIX METOIOM
3JIEKTPOUCKPOBOTO pa3psiia, B IUTepaTypHbIX mybmukanusax [11,12,18,20] u Hactos-
meit padote. B »ToM TabnwIe MpUBEICHBI CIICIYIONTHE TJIABHBIE DKCIIEPUMEHTATBHBIX
JIAaHHBIE: MAaTEePHAJIBI ANIEKTPOJIOB (KaToja ¥ aHO/a), THIT UCTIOIh30BAHHOU TUAIIEKTPH-
4ecKol pabouei )KUAKOCTH; JITUTENHLHOCT (T), 23Heprus (£) u MoutHocTh (P) enuHu4-
HOTO MMITyJIbCa pa3psaa U (pa3oBbIi cOCTaB CHHTE3WPOBAHHOTO MOPOIIKA. MOITHOCTh
P emuamaHOTrO MMIysIbCca paspsiaa ONpeneIsieTcs Kak OTHOIICHHE SHEPTHH UMITYJIbca
K €0 JUTUTENbHOCTH:

P=E/t. (1)

[Tapamerp P sBnsieTcsl BaXKHBIM (PH3MYECKAM TAapaMeTpoM IpoIiecca IEKTPOUCKPO-
BOTO pa3ps/ia, KOJMMYECTBEHHO XapaKTEePHU3YIOIUM HHTEHCUBHOCTD BBIJIEIICHUS TETLIO-
BOIl SHEpruu (T.e. TEIUIOBOUM SHEPTUH, BBIACISACMON 3a SAMHUILY BPEMEHH) B KaHAJe
paspsana. U3 dusumdeckux cooOpakeHUU JIOTHYHO MPEANOIOXKUTh, YTO UMEHHO OT
3TOTO TapaMeTpa 3aBUCUT MaKCUMAIIbHBIA YPOBEHb TEMITEPATYPhI, JOCTHTAEMBIN B Ka-
HaJIe pa3psia, T.e. yBEIIMYSHUE MOIITHOCTH UMITYJIbca P IPUBOAMT K IMOBBIIICHUIO MaK-
CUMyMa TeMIIepaTyphl pa3psiaa Ha MOBEPXHOCTSIX IEKTPOJIOB U B pad0YCH KUIKOCTH
B MEXDJICKTPOAHOH oOyactu. B Tabn.2 3HaueHus napaMerpa P pacCUMTaHbl COTJIAaCHO
ypaBHeHUIO (1) ¢ HCMONB30BaHMEM COOTBETCTBYIONINX JAaHHBIX MapaMeTpoB T U E,
MIPUBEJICHHBIX B TOM ke Tabnuie. [laHHbIe Ta0I.2 MOKa3hIBAIOT, YTO B AKCIIEPUMEHTAX
C HCIOJIb30BaHWEM OPraHMYECKHX Pa0O0YMX >KUAKOCTEW: TIIMIEPHHOBOIO PacTBOpa
[12], Texunueckoro macia [11], kepocuna u atanoina [20], a-WC daza hopmupyercs
MIPH OTHOCHUTEIHLHO OOJBINEH BETMUNHE MOIITHOCTH UMITYJIhca paspsiaa P=13 kBt [20],
T.€. IPEINOJIOKUTEIHHO TIPY OTHOCUTENLHO OOJBIIEH TeMIepaType B KaHaie pas3psa.
DTa TCHIIECHIUS COXPAHIETCS U B SKCIIEPUMEHTaX (CM. Ta0J1.2), B KOTOPBIX B KA4eCTBE
paboueii )xunkocTy OblIa HCNIOJIB30BaHa Boja, T.€. oi-WC dasza Gpopmupyercs npu oT-
HOCHUTEIILHO OOJIBITNX BETMIMHAX MOIITHOCTH UMITyJIbca paspsaa: P = 13 kBT B pabote
[20] u P = 43.3 kBT B HacTosme# padore. B 3ToM KOHTEKCTE, BAXKHO OTMETHUTH, YTO B
MOPOIIKaX, CHHTE3UPOBAaHHBIX B pabote [20], oTHOCHTENnbHAs o0beMHast gons o-WC
(a3el IO CpaBHEHUIO ¢ APYTrUMH (pazamu o4deHb Mana (~5 %), B TO BpeMs Kak B I0-
pOIIIKe, CHHTE3NPOBAHHOM B HalleM dKkcriepumente, o-WC ¢asa sBisercss JOMIUHHAPY-
toriert (= 90 00beMHBIX %). ITO MOKHO OOBSICHHUTH TEM, YTO MOIIHOCTH MMITYJIbCOB
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Tabn.2. JlaHHBIE YKCTIEPUMEHTAIBFHBIX TTAPaAMETPOB U (Pa30BBIX COCTABOB IOPOIII-
KOB, CHHTE3HPOBAHHBIX METOJOM JIIEKTPOHCKPOBOTO pa3psna, B JUTEPATypPHBIX
myOnukanusax u Hactosmei padote. [losicHenwst k aHHBIM Tabmuier: JIPX — nu-
ANIeKTpHYecKas padodasi )KHUIKOCTh, T — JIIUTEIBLHOCTh UMITYJIbCA pa3psna, £ —
SHEPrus UMITYJIbCa pa3psinia, P — MOITHOCTh HMITYJIbCa pa3psjia, I-B pacT. — BOJI-
HBII PACTBOP MIIHIEPHUHA, TEX. MACTIO — TEXHHYECKOE MaciIo

Dnekrpoapl *

(Katoz / Ano) JIPX T, mMkc. | E, lx | P, kBt ®da30BbIi cocTaB Ccbuika
WC-Co/WC-Co | r-Bpacr. 300 0.9 3.0 B-WC, WoC, W [12]
WC-Co/ WC-Co | Tex. macio 30 0.25 8.3 B-WC, W2C [11]
WC-Co / WC-Co KEPOCHH 200 2.6 13.0 B-WC, W2C, CosWeC [20]
WC-Co / WC-Co 9TaHOJ 200 2.6 13.0 | B-WC, a-WC, W2C, CoO [20]
WC-Co / WC-Co BOZA 300 0.9 3.0 WaC, W [12]
WC-Co / WC-Co BOJIA 120 0.64 53 B-WC, W2C, W, Co [18]
WC-Co / WC-Co BOZA 200 2.6 13.0 o-WC, W2C, W, WO; [20]

W/ WC-Co BOJIa 30 1.3 433 a-WC, W2C HacT. pao.

* B paborax [11,12,18] u B HacTosmeil paboTe HCIOIB30BaIICh AeKTpo sl coctaBa WC-8%Co, a B
pabore [20] — cocraBa WC-6%Co. Bo Bcex 3THx anekrpomax kapOun Boib(hpaMa comepikaics co
cTpyktypoit a-WC dassl

paspsna P =43.3 kBT B HalleM 3KCriepuMEHTe HAMHOTO PEBOCXO/IMJIa MOIIIHOCTh UM-
mynbcoB P=13 kBTt B pabote [20].

W3BecTHO, 4TO TOBBILICHUE YHEPTUHM UMITyJIbCa paspsiaa (T.e. yBeTUUYEHHE MOIL-
HOCTHU UMITYJIbCA U, KaK CJIEJICTBHE, TIOBBILLIEHIE TEMIIEPATypPhI B KaHaJle pa3psiia) IpH-
BOJUT K BO3PAcTaHUIO B CHHTE3UPOBAHHOM IOPOIIKE JOJH YacTUIl HEMpPaBUIHHOMN
(hopMmbl, KOTOpBIE 00pa3yIOTCS B pe3yJsibTaTe BHICOKOTEMIIEPATypHOH 3pO3uH (XpyII-
KOTO pa3pylLlICHHs1) MaTepuaa 3JeKTPOJOB IO BO3ACHCTBHEM BO3HHUKAIOUIUX OO0JIb-
IIMX TEPMUYECKUX HarnpsokeHui [ 19]. 3 BellLIenpuBEIEHHBIX TOBOIOB U PE3YJIBTATOB,
NpEeACTaBICHHBIX B pazaene 3.2, MOXKHO 3aKJIIOYUTh, YTO B ITOPOLIKE, CHHTE3UPOBAH-
HOM B HallleM 3KCIIepUMeHTe, ToMUHHpYyomas ¢pasza o-WC (¢ yacTHIaMy HeTpaBHiIb-
HOW (OpPMBI M BBICOKMM OOBEMHBIM cojiepkanueMm <~ 90%) Obuta chopMUpoBaHa B
pe3yabpTaTe BRICOKOTEMIIEpaTypHOU dpo3un marepuana anoga WC-8%Co Omaromaps
BBICOKOW MOIITHOCTH UMITYJIbCOB pazpsina P = 43.3 kBt (cM. Tab61.2). Bropas daza B
sTOM mopouike, paza a-W>C, cocrosimas u3 4acTul cyOMHUKPOHHBIX Pa3MepoB (CM.
pas3n.3.1), npeanonoXUTenbHO OblIa COPMUPOBAHA B pe3yNbTaTe KOHICHCALUH U3
napoBoii ¢asbl B KaHane paspsaa. [Ipu 3ToM B cocTaB 3TOH MapoBoil (hasbl Mpearnono-
JKUTENBHO ONPEIEICHHBIN BKJIAJL MOT UMETh Takxke W, HCIIapUBILMICS OT KaTOAA.

W3 mopomkoB, 0TO¥OKEHHBIX Tpu TeMieparypax 250, 400 u 600°C, Haubonbuuit
NPaKTUYECKUH HHTEpeCc HPEACTaBJIAET IMOPOIIOK, OTOX¥OKEHHBIN IpH TeMIeparype
600°C, Tak KaK OH MPaKTUIECKH MOTHOCTHIO cocToUT u3 (hazel CoWO,4. dopmupona-
Hue (a3pl CoWOy4 B pe3ynbTaTe OTKUra CHHTe3upoBanHoro nopouika WC—W,C B Bo3-
OyumHoi cpene mpu Temmnepatype 600°C 00ycioBieHO mporeccaMu TepMHYECKON
JeKapOOHU3alWU B OKUCTIeHUs (a30BbIX kKoMmroHeHT rnopouika WC u W,C. TIpu sTom
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HUCTOYHHUKOM KobOanmbTa mpu GopmupoBannn ¢hazel CoWO, MPeAnoaoKUTETHHO IBIS-
I0TCSI YABTpaaucepcHble YacTibl Co, pacTBOPEHHBIC B HCXOIHBIX ()a30BBIX KOMIIO-
Herntax WC u W>C npu ux GopMHUpPOBAHUU B MpPOIECCEe IEKTPOUCKPOBOTO paspsaa
[18]. U3-3a crienupuIecKux ONTHUSCKUX, INEKTPUICSCKUX, MATHUTHBIX ¥ XUMHUECKUX
cBoiicTB coequHeHust CoWOy [21], B mocnenHue roabl BEAyTCs UHTCHCHUBHBIE HCCIIe-
JIOBaHUS C LEIbI0 Pa3pabOTKU pa3HuHbIX dPHEKTUBHBIX METOJOB CHHTE3a 3TOI'O BE-
[IECTBA U €r0 MPaKTUUECKUX PUMCHEHHH.

Pesynbrarel HacTosIeld pabOTHl MPEACTABISIOT ONMPEISICHHBIA MPAKTHYSCKUH
UHTEpeC sl CuHTe3a MOpoIikoB (azel a-WC ¢ MPUMEHEHUEM METO01a 3JIEKTPOUCKPO-
BOTO paspsifa u cuHte3a nmopoukoB CoWO, ¢ mociaenoBaTebHbIM TPUMEHEHHEM Me-
TOJIOB JIEKTPOUCKPOBOTO pa3psia U TEPMHUUECKOTO OTKUTA.

4. 3akJIroueHue

C nmpuMeHEeHHEM METO/1a IIEKTPOUCKPOBOTO paspsizia pa3paboTaH criocod CHHTE3a
TIOPOIITKA C BEICOKUM 00BeMHBIM cojiepkanueM ¢a3sl o-WC (= 90%). Beicokoe conep-
kaaue ¢asbl o-WC B CHHTE3MPOBAHHOM ITOPOIIKE JTOCTHUTAETCS Oiaromaps TaKoMy
MoI00PY 3HAYSHUN SHEPTHH U JITUTEILHOCTH UMITYJIbca pa3psiia, Py KOTOPBIX MOIII-
HOCTh UMITYJIbCA JOCTHUTaeT BBICOKOTO ypoBHs P = 43.3 kBt. Mexanusm ¢popmupona-
HUs (a3el o-WC B CHHTE3MPOBAaHHOM HOPOILKE 00YCIOBIEH BBICOKOTEMIIEPATYPHOM
3po3uel npeumMyliecTBeHHo Marepuaia aHoma WC-8%Co Osaromapsi JOCTUTHYTOH B
9KCIIEPUMEHTE BBICOKOW MOIITHOCTH MIMITYJIBCOB pa3psza.

[Ipu Temneparype omxura 600°C nmpakTHIeCKH MOTHBIN mepexo ooenx a-WC u
a-W2C da3 cunresupoBanHoro mnopouka B $hazy CoWO4 00ycioBieH mpoieccaMmu
TEPMHUUYECKOM IEKapOOHU3AIMY ¥ OKHCIICHHSI 3TUX KOMIIOHEHT. [Ipr 3TOM HCTOYHHKOM
koOanbTa nipu hopmupoBanuu pazsl CoWO, mPeanoI0KUTETBHO SBISIFOTCS yIIBTPa-
nucriepcHble yacTrilbl Co, pacTBOPEHHBIE B UCXOMHBIX (Pa30BBIX KoMIOHEeHTaxX o.-WC
n o-W>2C mipu ux GOpMHUPOBAHHUH B CHHTE3NPOBAHHOM IOPOIITKE B TIPOIIECCE IEKTPO-
HCKPOBOTO paspsiaa.

Pesynprarel HacTosAmIed pabOTHl MPEACTABISIOT ONMpPENEICHHBIA MPAKTHYECKUH
MHTEpeC s CHHTEe3a OPOIIKOB (azbl a-WC ¢ mpruMEeHeHHeM METO/1a 3JIEKTPOUCKPO-
BOTO pa3psna M cuHTe3a nopommkos CoWO, ¢ nmocnenoBaTenbHbIM IPUMEHEHUEM Me-
TOJIOB BJIEKTPOMCKPOBOTO Pa3psaa U TEPMUUIECKOTO OTIKHTA.

ABTOPBI BEIpaXXAIOT IITy00Kyt0 OraromapHocTh I'. bagansny (JrabopaTopus marte-
puanosenenus MO HAH PA, Amrapak, ApMeHHs) 32 TTIOMOITL TIPH PETUCTPAITUN
AJIEKTPOHHO-MUKPOCKOMTUYECKUX H300paxkeHui. MccnenoBanue BEITIONHEHO NP (Hu-
HaHCOBOM nojnepxkke Komurera mo Hayke PA B pamkax HayuHoro npoekra No. 21T-
1C324.
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ELECTROSPARK SYNTHESIS OF o-WC POWDER AND STUDY
OF ITS PHASE TRANSFORMATIONS UPON ANNEALING

A V. AGANYAN, AN. AVAGYAN, AK.KOSTANYAN,
L.A. PETROSYAN, S.G. MANUKYAN, V.S. HARUTYUNYAN

In this paper, we propose an approach for the direct synthesis of a-WC powder by the
electrospark discharge method. WC—-8% Co (anode) and W (cathode) were used as electrode
materials, and deionized water was used as a dielectric liquid. After drying, the synthesized
powder was subjected to thermal annealing in atmospheric air at temperatures of 250, 400, and
600°C for 2 h in order to analyze its thermal stability and possible temperature-dependent phase
transitions. The phase composition, morphology, and particle sizes of the synthesized powder
and powders subjected to thermal annealing were studied by powder X-ray diffraction and
scanning electron microscopy techniques. The synthesized powder contains two phases: the
dominant a-WC phase (= 90 vol.%) and the a-W,C phase. At annealing temperature of 600°C,
both a-WC and a-W,C phases almost completely transform into the CoWOy phase. The
processes of formation of the phase components of the synthesized powder and the transition of
these components to the CoWOs phase as a result of thermal annealing are discussed.
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