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OTpumaHHsa KpucTtaniuHux ¢as kapoigy
BonbcpamMy BNIMBOoM aTtMocdepHOoi
eneKTpoAyroBoi NnasmMm Ha okcua Bonbdpamy

Tokazana moxcaugicme OMPUMAHHA NOPOWIKIE HA OCHOBL Kapbioie
80abPPAMY 6 aMMOChHEpHill eneKmpoOy208ill NAA3Mi 3 YMOBOIO UKOPUCHIAHHSL 8 AKO-
cmi 6uxioHo2o ddicepena 6o01b@pamy 1io2o okcudy. Bemarnoeneno sanedxcnicmo ¢hazoso-
20 cK1ady npooykmy 0e36aKyyMHo20 0y2068020 CUHMe3Y GIi0 KilbKocmi nioéedenoi eHe-
peii. Kapbio eonvghpamy npedcmasienuii Ak YaCMUHKAMU 3 pO3MIpamMU NOpsOKy 0ecsi-
MKi6 MIKpoMempis, maK i 4acmMUuHKamMu HAHOPO3MIPHO20 OIand30Hy 3 MAKCUMYMOM
po3n0diny i0 5 0o 15 Hm.

Knrouosi cnosa: kapbio sonvgppamy, enekmpoody206a niasma, eHepeis
0y206020 po3psi0y, AamMochepHa niasma, 6e36axyyMHU Memoo.

BCTYII

Kap6in Bombdpamy 3aBasku ocoOauBUM  (i3UKO-MEXaHIYHUM
BJIACTHBOCTSIM € CHPOBHHHOIO OCHOBOIO JUISI CTBOPECHHS TBEPIOCIUIABHHUX EIEMEH-
TiB pi3HOrO mpu3HaueHHs [1-4]. B ocTaHHI poKM aKTHBHO BHUBYA€THCS IMHUTaHHS
KAaTTITHIHOT aKTUBHOCTI MarepialliB Ha OCHOBI HAHOPO3MIPHOTO KapOiay BOJbO-
pamy [5]. Lli pakTH cBim4aTh PO BUCOKY BaXKIUBICTh MaTepialliB Ha OCHOBI KapOi-
Iy Boib(paMy Ha eTari CTaHOBJIEHHS 0OPOOHOI MPOMHUCIOBOCTI B MUHYJIOMY CTO-
JITTi, a TaKOXX B TEPCHEKTHBHHUX TEXHOJIOTISX CTAJOTO PO3BUTKY CHEPreTUYHOT
rary3i B MaitOyTHboMy. KpucTanmiuni Mogudikaiii kap0OiniB BoJbppaMy y BUTIIAII
MOPOIIKIB, MOKPUTTIB, 00’ €MHUX MaTepialliB OTPUMYIOTh PI3HUMH METOAAMU: Kap-
O6oTepMiuHE BiTHOBICHHS OKCHIY BOJb(pamy [6], BUCOKOTEMIIEPATypHUI CHHTE3,
0 CaMOCTIHHO MOIIUPIOEThCs [7], MexaHocuHTe3 [8], reHepartis ioHHUX [9] 1 erne-
KTpoHHUX TyuKiB [10], ocamxenHs 3 mapo-ra3oBoi ¢a3u [11], ickpoBe moaym’siHe
crikanHs [12]. OgHUM 3 MiAXOMIB 10 OTPUMAaHHS MOPOIIKOBUX MaTepiajiB, IO
pPO3BUBAETHCA, € €NEKTPOAyroBuil Meto [13]. BaximBuM HampsiMKOM B paMKax
TPyNH EeNeKTPOIYTOBUX METOIIB € CHOCIO OTpHMaHHS MOPOIIKOBHX BYTJICIEBUX
MaTepiamiB 1 geskux kapOimiB [14—16] B mima3mi AyroBoro po3psay MOCTIHHOTO
CTpyMy, IHIIIIHOBAaHOTO Yy BIIKPUTOMY TIOBITPSIHOMY cepeloBHII. Takuil mimxin
BIJIPI3HAETHCA BiJl MPSAMHX €JICKTPOMYTOBUX aHAIOTIB (Hampukian, [13]) miaBuiie-
HOIO eHeproe(eKTUBHICTIO 1 pecypcoeeKTUBHICTIO, 3BayKAlOUM HA BHIKJIIOUEHHS 3
METOJTy PsIly CTYIICHIB, TIOB’SI3aHUX 3 OPTaHi3alli€l0 3aXMCHOT iIHePTHOT aTMocdepH.
BimmoBinHo 10 BimoMux jgaHuX [14] Ha MpUKIaAi MPOILECIB CHHTE3y BYIJICHIEBUX
HAHOTPYOOK BKE€ MPOJAEMOHCTPOBAHA MOXKIIMBICTh iCTOTHOTO 3HMIKEHHSI KaIliTaib-
HHUX BUTPAT HA CTBOPEHHS EKCIICPHUMEHTATIBHOI YCTAHOBKH, a TAKOXK BUTPAT €IICKT-
PHUYHOI eHeprii B 3B’53Ky 3 BIIMOBOIO BiJI BAKyYMHOI KaMepH, BaKyyMHOTO Hacoca,
KW, SK TPABHUJIO, MPAIIOE B OE3MEpepBHOMY PEXKUMI. Y pPO3TIIHYTOMY METOJI
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3axucHa atMocepa reHepyerbes 3 ra3ie CO ta CO, MHUMOBIIBHO TIpH TOPiHHI
JIyTOBOTO PO3psily Ha TpadiToBuX eiekTponmax [14—16]. Panime aBropamu Oyia
MOKa3aHa MOXIIUBICTh JOCSATHEHHS TAHOTO e(eKTy CeKpaHyBaHHS PEeaKIiHHOTO
00’eMy B TIpoIleCi CHHTE3y KpHCTamuHuX (a3 B cucTteMi 3 BOIbPpaMoOM i ByTJie-
1eM, IpH oMY OyITH BH3HAYEHI T€OMETPUYHI ITapaMeTpH eJICKTPOMIIB PO3PSIIHOTO
KOHTYpY 1 BIAINOBiAHI BOJbT-aMIepHi XapakTepuctuku [15]. Byno BcTaHOBIEHO
MiHIMaJbHY BHCOTY CTIHOK MOPOXXKHBOT'O KaToja NpH HOro 3aJaHoMy Xiamerpi i
BiJIOMi TUTOIII KaTOMHOI IJISIMH, TIPH SKHX TPUTHIYYETHCS YTBOPSHHS OKCHJIIB; B
SIKOCT1 BUX1HOT CUPOBMHH OYJIO BUKOPHCTAHO CyMillli HA OCHOBI MOPOILIKY KyOiy-
HOi (azu Bodbdpamy. OmHak He OyJIO PO3IISIHYTO MOXKIUBICTH BUKOPHCTAHHS
OKCHJIy BOJb(paMy SIK OUIBIN JICHICBOT CHPOBHHH B TOPIBHSIHHI 3 TIOPOIIKOM KO-
MepIiitHo gmcToro Bombppamy. Tomy MeToro maHoi poboTH Oyino BHU3HAYCHHS
MOXJIUBOCTI CHHTE3y KpHUCTamiYHUX (a3 KapOimy Boib(ppamy B mpolieci TOpiHHSA
JTIyTOBOTO PO3PSLY IMOCTIHHOTO CTPYMY, iHIIHOBAHOTO Y BIIKPUTOMY MOBITPSTHOMY
CepeIOBHIII 3 BUKOPHCTAaHHSM B SKOCTI BHXITHOTO JKepena BoNb(paMy HoOro
OKCHJTY, OCHOBHUM 3MIHHUM IapaMeTpoOM CUCTEMH OyJi0 0OpaHO TPUBAICTh TOPIHHA
JTyTOBOTO PO3PSIAY, IO BILIMBAE HA KUTBLKICTH MiIBEJCHOT JI0 CUCTEMH €HEpTii.

MATEPIAJIM I METOAHN

ExcniepuMeHTanbHI TOCTiPKEHHS MPOBOAMIIN Ha JIA0OPATOPHOMY €IEKTPOIY-
TOBOMY CTEH/Ii, 10 JO3BOJISIE€ 31HCHIOBATH Oe3BaKyyMHUI CHHTE3 IEeAKUX KapOiniB
METaliB 1 HeMeTaniB (KpeMHito, 0opy, TuTany, MoaiOaeHy). [Ipunimnu foro pobo-
TH 1 MOXJIMBI PEeXKHUMHI TTapaMeTpH onucaHi panime [15, 16]. YV posrnsHyTi cepii
EKCIIEPUMEHTIB TMOPOIIKOBA CyMill OKCUAY Boibhpamy WO; i rpadiTy B MaCOBOMY
croiBBigHomenHi WO;:C = 3:1 y kinbkocti 0,50+0,05 T micTunacs Ha 1HO rpadito-
BOTO THTJIS, AiaMeTp IWIIHIPUYHOI MOPOKHUHHU SKOTO CTAaHOBUB 21 MM; THTenb
BHKOHYBaB pOJIb KaToaa. AHOJOM OyB rpadiTOBHI CTPH)KEHb TiaMeTpOM 8 MM i
noxuHo0 100 MM (uyucrororo He ripme 99,9 %, mocrauanbHuk “Since 2010
Store”, Kutaif). ['eomeTpuuHi mapaMeTpy eIEKTPOJIiB B CKIIAJI PO3PSITHOTO KOHTY-
Py, IO 3a0€3MeUyI0Th MOKIUBICTD MIATPUMAHHS CTa0LTFHOTO TyTOBOTO PO3PSITY B
MOBITPSHOMY CEepelIOBHILI i eQeKT eKpaHyBaHHS peaKkUiiHOro 00’ €My BiJl KUCHIO B
CKJIaJi MOBITPSHOTO CEPEOBHUINA, BU3HAYECHO paHille. BHKOPHCTOBYBAIM OKCHI
Bosib(ppamy komepmiiHuii (Mapka “U”, TY 6-09-17-250-88, 3 po3mipamu 4acTu-
HOK, 1[0 HE MepeBUIyTh 5—10 MkM, mocravyanbHuk “PinkicHuit mertan”, PD);
BUKOPHCTOBYBAIHU IpadiT KoMepIiiHuil (;myckatuil rpagit, po3Mipu 4acCTHHOK HE
oureme 3—5 MM, gucrota 99,9 %, nocrayansHuk “Heepani”, Kutait). CriBBigHO-
IIEHHS Mac OKCUAY Boib(paMy Ta rpadity BHOpaHO B paMKax HOMEpEIHBO MpOBe-
JIEHOi cepii eKCIepUMEHTIB 3 MipKyBaHb 3a0€3Me4YeHHsI MOYaTKOBOI €IeKTPUIHOT
MPOBITHOCTI CyMilI ¥ HaIIHOTO IHII[IFOBaHHS AYTOBOTO PO3PSIY NMPH BUKOPUCTO-
BYBaHOMY JDKEpEli eIEKTPOKUBIICHHS 3 HAIPYTOIO X0locToro xomy 63 B. Jlxepe-
JI0 JKMBJICHHS HAJNAIITOBYBAl Ha pobouy cuity cTpyMy ~ 165 A. Y cepii excnepu-
MEHTIB 3MIHIOBAJIM TPUBAIICTh TOPIHHS TYTOBOTO PO3PSIAY 3 METOI YIpPaBIIiHHSI
KUTBKICTIO TiJBeeHO eHeprii. 3a maHuMH ocIiorpadyBaHHs BOJIbT-aMIICPHUX
XapaKTEPUCTUK PO3PALY OOUHCITIOBANIN €JIEKTPUUHY MOTYKHICTh 1 KIIBKICTh €Hep-
Tii, 110 BUAUINIACS IPH TOPiHHI po3psay. CHHTEe30BaHi NPOAYKTH 30upany i3 aHa i
CTIHOK THIIsI-Katona. OTpUMaHi MOPOIIKOBI MaTepiald aHaTi3yBaJld METOJOM
pentreniseskoi audpakromerpii (XRD, Shimadzu XRD 7000s, A =1,54060 A,
rpadiToBHil MOHOXPOMATOP), PACTPOBOI eneKTpoHHOI Mikpockorii (SEM, Tescan
Vega 3 SBU, obnagnanuii EDS npucraskoro ¢ipmu Oxford Instruments 3 cucremoro
MiKpoaHai3y Ha 0a3i Aztec), METOIaMH €JICKTPOHHOI MIKPOCKOITIT BUCOKOT PO3/iTh-
HOI 3/1aTHOCTI, 1110 mpaifoe Ha npocBivyBanHg (HRTEM, JEOL JEM 2100F).
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PE3YJIbTATHA 1 OGTOBOPEHHSI

Ha puc. 1 (nmo3umis 1) npeacraBieHo TUMOBY KapTUHY PEHTTCHIBCHKOI TU(pak-
il 3 BUKOPHCTAHOTO B SIKOCTI BHXIIHOTO peareHTy OKcunay Bombhpamy WOs5. Y
BUX1IHOMY MaTepiaii He 1IeHTU(IKOBAHO JOMILIKOBI KpucTaniuHi (a3u abo peHT-
reHoaMopQHi 3a0pynHeHHs. Ha TUMOBiil KapTHHI peHTreHiBChKoi qudpaxuii MaTe-
piary, oOpoOIeHOro B IUIa3Mi JAYrOBOTO PO3PsAY MOCTIHHOTO CTPyMYy, iIeHTH(i-
KYIOTBCS I ITh KpUCTaIiyHUX ¢a3: da3a BUXigHOro okcuay Bosbdpamy WOs, haza
rpadity gC, kybiuna ¢asza Bonbhpamy W, rekcaronanbHa asza xap0Oixy Bonbdpa-
My WC, rexcaronansHa (aza kap0Oimy Bonbdpamy W,C. B Mexax HasBHOI 0a3u
nmanux PDF4+ ytBopeHiit ¢a3si kap6iny Boasppamy WC BiamoBigae B Mexax MOXK-
TUBUX NOXuOOK eTanoHHa kaptka [CDD Ne 00-025-1047 (mpoctoposa rpymna 187,
a=2.906A, c=2,838 A). dasi kap6ixy Bonsppamy W,C 6musekuii eranon ICDD
Ne 01-077-8465 (mpoctoposa rpyma 162, a = 5,253 A, ¢ =4,772 A). HasBzicTs B
TUMIOBOMY NPOAYKTI (a3 rpadity i okcumy BoidbhpaMy € IPUPOIHOIO, OCKUIBKH I1i
MaTepiaiy BXOJAATh JI0 CKJIaMy BUXiTHOI cymimm. KpiM Toro, rpagit Takox morpa-
IUIIE B IPOAYKT CHHTE3Y 3 OIIIAY Ha €po3il0 aHola 3 IEPEHECCHHSIM MacH aHOna
Ha KaToJ, 110 € BiJOMHUM €JeKTPO(I3NUHUX SBUIIEM MIPH TOPiHHI TYTOBOTO PO3ps-
Iy mocrtiitHoro ctpymy [17]. @opmyBanHs a3 kap6iaiB Bomsppamy WC i W,C
3TiIHO 3 JTAHUMH BiJIOMOI JliarpamMH CTaHIB CHUCTeMH Bosib(pam—Byriens [18] €
3aKOHOMipHUM. BigoMo, 0 B mi1a3mi JyroBOro po3psAny HOCTIHHOTO CTpyMy MpH
3agBIICHUX MapaMeTpax PO3PSAHOTO KOHTYPY 1 BOIBT-aMIIEPHUX XapaKTEPUCTHUKAX
IYTH TEMIIepaTypa MOXe OCSATATH KUTBKOX THCSY IPagyciB 3 MAKCHUMYMOM PO3IIO-
Ity B 30HI iHiiroBaHHS po3psay o 10 000 K i minimymom ~ 2000—4000 K Ha
BifcTaHi ~ 10—15 MM Bix 30HU iHiMitoBaHHS po3psny [19, 20]. Bianosigno, Temre-
paTypH, IO JOCATAIOTHCSA, BIAMOBIIAIOTH Jdialla3oHy, MPHUIATHOMY JJIs CHHTE3Y
KpUCTATIYHUX (a3 kapOimy Boib(dpamy. Takox Ha giarpami CTaHIB € 00JIACTb,
napaMeTpH Kol BiJIOBiIAIOTH yMOBaM YTBOPEHHs BOIb(hpamy. MIMOBipHO, HEO-
HOPIJHICTh Y PO3MOALII BONb(pamy i ByTJICHIO B BUXIAHIA CyMIlI MPU3BOAMUTH IO
HAsSBHOCTI JIOKQJIBHUX 30H 3 JIOMIHYBaHHIM BOJIbpamy 1 popMyBaHHIM HOTO Ky-
6iunoi momudikanii. [nenTudikamis B npoaykTi cuHtesy (a3 kapbiaiB Boiabppamy
1 Bonb(paMy NpH NPOBEJCHHI IIa3MOBUX IPOLECiB 00pOOKH MaTepiaiis, IO Mic-
TATH OKCHJ] BOJIbPpamy i rpadit, € Bimomum siBumiem [21].

SIK BUIHO Ha KapTHHI PEHTreHiBChKOl nudpakuii (puc. 1, 3), MOXKIUBO JOMOT-
THUCSI OTPUMAHHS MPOLYKTY CHHTE3Y, B SIKOMY BiICYTHS (a3a Bodbppamy i Horo
OKCH]Y, a IPOIYKT CKJIamaeTbes 3 rpadity gC, kapoimy Bomshpamy WC i kapOixy
Bosibhpamy W,C. Taka kapTHHA pEHTTEHIBCHKOI AM(paKIlii BiIMOBIIAE SKCIEPH-
MEHTY, B SKOMY B JyroBomy pospsui Bumimwiocs 118 k/lx eneprii, npu mpomy
MPOXYKT CHHTE3y 30MpaBCs TINBKH 3 JHA TUTJ-KAaTOAa y BHIVIAAL TaK 3BaHOTO
KaTOJHOTO JEMO3UTY, TOOTO 3 YaCTHHH PEaKIiiHOI 30HU 3 ITiIBUIICHOI0 KOHIIEHT-
pali€o aToMiB ByTJew0. TakuM YHMHOM, JaHI PEHTTeHIBCHKOi AuQparkToMeTpii
MIOKa3yIOTh, IO 0e3BaKyyMHHH €JICKTPOAYTOBHH METOJ, IO 3aCTOCOBYBAJH, IIO-
3BOJISIE 3a0€3MEUNTH OTPUMAHHS MPOJYKTY, B SKOMY BIJICYTHI OKCHIHI (a3u, MpH
BHKOPHUCTAHHI B IKOCTI BUX1THOTO PEareHTy OKCUIY BOIb(pamy.

IIpo MOXHBICTH BIUIMBY Ha NMPOIYKT CHHTE3Yy KUIBKICTIO IiJIBEAEHOI eHeprii
CBIJTYHTH 3aJICKHICTh (PA30BOTO CKIIAJy OTPUMAHOTO MaTepiaidy BiJ KiJIBKOCTI IiJl-
BeJieHO1 eHeprii (puc. 2). 3rifHo 3 pe3ynbTaTaMH KUIbKICHOTO pEeHTTreHO()a30BOro
aHaJli3y, MacoBa 4acTKa OKCHJLy BOJIb(hpamy 3HHKYETHCS 3 POCTOM KUIBKOCTI Mif-
BesieHoi eHeprii, 1 mpu 100—110 /[ Ta BuIle 4acTka OKCHIY BOJb(pamy TOpiB-
HIOE HyMIO. 31 3HIKEHHSIM YacTKH OKCHIY BOJb(paMy 0JHOYACHO 3pOCTa€e 4acTKa
Bonbdpamy W, kap0Oiny Bombsdpamy WC i kapbigy Bonsdhpamy W,C, sKi yTBOpIO-
IOTHCSI B XOJI1 BITHOBJICHHS OKCHJTY BOJIb(hpaMy ITifl JIIEF0 BUCOKHMX Temmeparyp. Yac-
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TKa TpadiTy 3pocTae 3 pOCTOM SHEprii, Mo 00yMOBICHO 30UIBIICHHSIM epo3ii aHOAA.
OxpeMo 1032 BHUSBICHUMHE 3aJIKHOCTSAMH Ha PHC. 2 HAHECEHO TOYKH, BiIIIOBIIHI
¢dazoBoMy ckiiagy Matepiany, orpuMaHomy npu 118 x/x 1 310paHoMy y BUIIISII
KaTOJIHOTO JICTIO3MTY 13 JHA TUTIsA-KaTona. Iledt maTtepian mictuTh O6mu3bko 15 %
(3a macoro) kap6iniB Bomsppamy WC i W,C 1 BiamosigHo 10 85 % (3a macoro)
rpadity. Pe3ynbratu JaHOTO €KCIIEPUMEHTY BUOUBAIOTHCS 13 3arallbHOI 3aJIeKHOC-
Ti. IlinBumeHui BMIicT rpadiTy, K y’Ke 3a3HaUCHO BUIIE, € HACIIAKOM epo3ii aHo-
Jla, a TAKOXK MPUYHUHO0 3HIKeHHsI yacTKu daz WC 1 W,C, BiICyTHOCTI B IPOJTYKTi
¢dazu W.
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Puc. 1. TumoBi kKapTUHHU PEHTTEHIBCHKOT TUQPaKIii BUXiTHOTO OKCHIY BoIb(pamy (/), THIOBOTO
HPOIYKTY €JIEeKTPOAYrOBOro CHHTE3y (2), IpOAYKTYy CHHTe3y, 3i0paHoro i3 JHA TUINIA-KaToja i
orpumaHnoro npu exeprii 118 x/Ix (3).
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Puc. 2. 3anexHicts (a30Boro ckiaay MOPOIIKOBOTO MPOAYKTY CHHTE3y Bif €Heprii JyroBoro
po3psiay (moyaTok BiUIiKY BiAIOBigae HyJIbOBIH KibKOCTI MiIBEICHUI eHeprii, TOOTO BUXiIHO-
My Marepiany 1o o6pobku mia3moro): C (1), W (2), W,C (3), WO, (4), WC (9).
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3a JaHUMU PacTpPoOBOi €IEKTPOHHOI Mikpockomii (puc. 3) B MPOAYyKTaX CHHTE3Y
iMeHTH(DIKYEThCS 0e371id MOpP(OJIOTIYHAX THIIB KapOiny Boibhpamy. YacTHHKH
Kapbiny Boib(hpaMy B CKIali 3pa3KiB, 310paHUX 3 IHA TUTJIA-KaToAa i OTPUMaHUX
nipu eHeprii 118 k/x (kapTuHa peHTreHIBChbKOI nudpakmii Ha puc. 1, 3) xapakre-
PU3YIOTBCS OJTHOMAHITHOIO MOP(OJIOTIEI0 1 MPENCTaBIICH] MepeBaXKHO MOHOIITHH-
MU YaCTHHKAMH 3 MACHBHOIO TEKCTYPOIO i OMHOPITHUMHU BYTJICIICBUMH ILTiBKAMU
Ha 1X IOBEPXHI 3 pO3MipaMH MOPSAKY JEKIIbKOX JECATKIB MiKpoMeTpiB (puc. 3, a—
6). IIpobu, 3i10paHi 31 CTIHOK TUTJISA-KATO/a XapaKTePU3YIOThCS BEIHKOI Pi3HOMA-
HITHICTIO OTPUMaHUX MOP(]OJIOTIYHHUX THIIIB: KPiM BYTJIELEBUX IUIIBOK 1 OAHOPI-
HHUX KPHUCTaJiB, 3a3HAYEHHUX BUINE, 3yCTPIYaIOTHCS TAKOX 1 HOPUCTI, OKPYTIi, Iia-
CcTHUHYACTI, chepoinanbHi 1 koMOiHOBaHI GopMH. AHaII3 XIMIYHOTO CKJIaTy OTpH-
MaHHX MaTepiaiiB 3a pe3ylbTaTaMH IMoHa 60 BUMIpIOBaHb ITOKa3ye, IO IPEICTa-
BJIEHI Ha pUC. 3 00’€KTH MEPEBAKHO CKIIANAIOTHCS 3 BYTJIEIIO 1 Bolb(pamy, a Ta-
KO HE3HAYHMX JOMIIIOK IMOIMPEHNX XIMIYHHX €JIIEMEHTIB (KHCEHb, 3ai1i30, KpeM-
HIl).
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Puc. 3. Pesynpratt pacTpoBOi €IEKTPOHHOI MiKPOCKOIMIi: THUIOBI KPHCTATi4HI YTBOPESHHS B
npobax, 310paHUX 3 AHA TUIISI-KaToAa (@, 0); CHEProAUCIIEPCiiHUI CIeKTp KapOimy Boab(ppamy
(8); THIIOBI KPHCTAJIYHI YTBOPEHHS B MIPOAYKTaX CHHTE3Y, 310paHMX 31 CTIHOK THIVIS-KaTona (2—e).

B Xoxi npoBeieHHs aHAI3y METOJIOM IPOCBIUYIOYOT JIEKTPOHHOI MIKPOCKOMIT
3pa3ka, 10 CKIaJaeThes 3 KapOiny Boiabdpamy 1 rpadity, BUSIBIEHO HAHOPO3MIPHY
KOMITOHEHTY TIPOAYKTY CHHTe3y. HaHOpO3MipHY KOMIOHEHTY BHIUICHO 3 IPOIYK-
Ty IIIIXOM IIPUTOTYBAaHHS CHHPTOBOI CYCIIEH3ii B paMKax MiATOTOBKH HPOOH IS
MIPOCBIYYIOYOi eleKTPOHHOI Mikpockomii. OrnsanoBuii 3HIMOK (puc. 4, a) miaTBep-
JIUB HAsIBHICTH HAHOPO3MIpHOI KOMIIOHEHTH Y IPOIYKTi BYIJICIIEBOI MaTpHIli, B SIKY
BKpAaIUICHI YaCTHUHKH 3 SBHO OLIBIIOIO MIUTBHICTIO, MO A00OpEe BHUIHO HA TEMHOIIO-
JBHOMY 3HIMKY, 3HATOMY B PEKHUMi CKaHYIOYOi IPOCBIYYIOYOi €JIEKTPOHHOI MIiKpO-
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ckonii (STEM, nms. puc. 4, 6). 1li okpemi YaCTHHKH MICTATh BOJb(pam, K IIe
BHJIHO 3 PO3MOJUTY ILOTO €JIEMEHTa B MPOIYKTI CHHTE3y (muB. puc. 4, ¢). HaHi
YaCTUHKH XapaKTEPH3YIOTHCSA TOBOJI BY3bKHM PO3MOIIIOM 3a pO3MipaMH 3 Mak-
cuMyMOM B niamna3osi Big 5 10 15 uM. Ha HRTEM-3HiMKY B pexumi npsmoi po3-
JITBHOT 37aTHOCTI MOXHA 1eHTH(IKYBATH CIMEHCTBO IUIOIIMH 3 MIKIUIOIIMHHOKO
Bincrannro 2,6+0,1 A. Ils BenuurHA B MEKaX MOMJIMBHUX HOXHOOK MOXKE BIIIIOBI-
natu sk a3t WC, tak i W,C. 3rifHo 3 TaHMMHU KapTUHH €JIEKTPOHHOI An(pakiii
Ha BHJUICHIH 00NacTi, MOXXHA 1IGHTU(IKYBaTH B CTPYKTYpi THUIIOBOI YaCTHHKH
MIKIIIOIIMHHI BificTaHi, 0 10piBHIOIOTH ~ 2,6, 1,3, 1,0 A i aki MOxXyTh B Mexkax
MOJJIMBHX ITOXHOOK BiAMOBiNATH SIK cTpyKTypi dazu WC, Tak 1 W,C.
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Puc. 4. Pesynbratu npocBidy04oi eneKTpOHHOI Mikpockomii: ormsaosuid TEM-3HIMOK CKyITUeH-
HS YaCTHHOK KapOimy Bomb(pamy B ByrieneBoi marpumi (a), temuHononsHuii STEM-3HIMOK
CKYITYEHHS] YaCTUHOK KapOiqy Boib(dpaMy B ByIieneBoi MaTpuii (6), KapTHHA PO3IOJLULY BOJIb-
¢pamy B CKyM4eHHI YaCTHHOK y BYTJIELIEBOI MaTpuli (6), pO3IOILI YacTOK KapOixy Boib(ppamy
3a po3Mipami (2), 3HIMOK YaCTHHKH KapOiay BoJibppaMy B PeXUMi IPsIMOI PO3ALIBEHOT 31aTHOCTI
(0), TMTIOBA KapTHHA eNEKTPOHHOI TUdpaKLil 3 OKpeMoi yacTHHKH Kapbiay Boibdpamy (e).

o

OTpuMaHi MaTepianu, IO SIBJISIOTH COO0I0 BYTJIEIIEBY MaTPHUIIIO 3 HAHOPO3MIp-
HUMH YacTUHKaMH KapOiny BoJb(ppamy, MOXKYTh OYTH TOTCHIIIHHO KOPHUCHUMH
JUISL CTBOPEHHS KaTalli3aTopiB peakiiil reHepanii i okuciaeHHa BoaHwo [22]. Boa-
HOYac MiKpOpo3MipHa KOMIIOHEHTa MPOAYKTY HE Ma€ 3HAYHOI IIHHOCTI B CyMilli 3
rpaditoM. IcHye Kilbka METOJIB OYMINEHHS KapOiliB METaliB BiJ HE3B’sS3aHOTO
BYIJICIIO, 30KpeMa, MOMIIMBE MPOBEACHHS BiJaldy MPOIYKTY B BOJHEBOMY cepe-
JoBuii abo 0O6poOka B po3miasi Kanblito [23]. ¥V 3B’A3Ky 3 IIUM NUTaHHS BUI-
JICHHSI 3 OTPUMAHOTO TPOIYKTY KapOiJiB BoIb(ppaMy, 3 0THOTO OOKY, MOXKE OyTH
MPEAMETOM OKpeMOi poOOTH, a 3 IHIIOTO0 — HAYKOBO-TIPAKTHYHI OCHOBH I[HOTO
MpoLeCy BKE BiJJOMI.

MeToa, mo po3poONsSeThes, B MOPIBHSIHHI 3 TPSIMHAM EIEKTPOIYTOBUM aHAJO-
rom [13, 24] (IyroBHM peakTOpOM MOCTIHHOTO CTPYMY CYMIIICHOTO THITY, SIKUI
peari3oBye €IeKTPOAYroBi MPOIECH B MPUCYTHOCTI BONB(PaMy i BYIJICHIO, BU-
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KIIFOUAl09d PEaKTOPH PO3ALIHHOTO TUIY, TOOTO 3 IIa3MOTPOHHOIO CXEMOIO) Xapa-
KTEpU3Y€EThCS PSIOM IiepeBar. B mepiry depry, ciil 3a3HAYNTH, IO TIPH BUKOPHC-
TaHHI aHAJIOTIYHUX METOIB BiIOYBAE€ThCSI CHHTE3 MaTepially, IO MICTHUTh KapOin
BoJIb(ppamMy B iHEPTHOMY CEPEIOBHII, a caMe y BOJIHI, relii, aproxi abo ixHix cy-
Miniei [13, 24]; ansa oprasizaiii TaKOro 3aXMCHOTO CEpeoBHINA NMOTpiOHA HasIB-
HICTh BAaKyyMHOI'O Hacoca, 6aJIoHiB 3 ra3aMu, TepPMETUYHOTO peakTopa, 3ade3neye-
HOTO BUBOJAMH JJISl TiABEIECHHS Ta3iB, CHJIOBHUX 1 KOHTPOJHHO-BUMipHOBAILHUX
TiHIN 3B’43Ky, MAaHOMETPIB, BUTPATOMIpiB, 3amipHoi apMaTypu. Kpim KamitaapbHHX
BUTpAT, HasBHICTh BaKyyMHO-Ta30BOi CHCTEMH TSTHE 3a COOOK0 1 BUTpaTd Ha il
00CIIyroByBaHHSA, PEMOHT, a TaKOK Ha BUKOPUCTAaHHS eJIeKTpU4HOI eHeprii. Tak,
BaKyyMHHUH Hacoc noTyxHicTio 0,5 kBt 3a 20 xB 6e3nepepBHOT poOOTH CHIOXKHUBAE
0,15 kBt 4 (540 x/[x). SIk npaBuiIo, B MOMIOHUX €JIEKTPOIYTOBUX CHCTEMax dac
MiATOTOBKHU 1 MPOBEIEHHS OJHOTO POOOUYOro IUKIY CUCTEMH CKIIAJIA€ SIK MiHIMyM
20-30 xB (BKJIFOYAIOUYH MPOIICAYPY TepPMETH3AIIIT KaMepH 1 BiJIKauyBaHHS MOBITPs),
a TIOTYXXHICTh HAHOCIB 3a3BU4ail cranoBUTH noHax 0,5 kBt. Takum unHOM, BHIHO,
10 3TiAHO 3 MPUOIM3HOIO OLIHKOIO MiHIMalIbHI BUTPATH €IEKTPOEHEPrii Ha poOOTy
BaKyyMHOT CHCTEMH MOXXYTbh B KUJTbKa pa3iB IMEPEBUIIYBATH KIIbKICTh CITOKUBAHOT
EHepTii pO3PsAIHIM KOHTYPOM 32 PaXyHOK HOT0 KOPOTKOYACHOTO PEKUMY POOOTH.
[Mo-mpyre, B aHANOTIYHUX METO/IaX Maca MPOAYKTY 3HAYHO 3aJICKUTH BiJI TPUBAIIO-
CTi TIpoIlecy CHHTE3Y, TOMY III0 HANpPalbOBY€ETHCS B Pe3ybTaTi epo3ii aHoa, KU
BUTPAYAETECS. Y METOI, SIKHI pO3pOOJICHO aBTOpaMH, Maca INPOAYKTy BH3HaYa-
€TBCS B MEPIIY YEPry MAcOI0 MaTepiany, SIKUH 3aKJIadaeThCs B PEakIliiftHy 30Hy. Y
3B 513Ky 3 IIUM JAJISI OTPUMAaHHS KUIBKOCTI MaTepialy HaBiTh B TaOOPAaTOPHUX YMO-
Bax (0,1-0,2 T mpoIyKTY) 3 BUKOPUCTAHHSIM METOIIB-aHAJIOTIB MOTPIOHA MiATPUM-
Ka JIyroBoro po3psay Ha vac ~ 10 xB [24]. B paMkax meTomy, kUi po3poOiieHo
aBTOpaMH, 32 OJIMH pOOOYHH UK CUCTEMH TPHUBAJIICTIO MEHIIE | XB CHHTE3YEThCS
o 0,5 r nmpoaykry. KpiM TOro, mpoayKTUBHICTh METOJIiB-aHAJIOTIB OOMEKYEThCS
HEOOXITHICTIO BUTpAT Yacy Ha oIeparlii repMeTH3allii 1 po3repMeTH3aiii KaMmepH,
BiJJKauyBaHHs i 3aKadyBaHHS ra3iB. ToMy MOXHa BBaXKaTH, IO METOJ, Po3podie-
HUU aBTOpaMH, TOTCHIIMHO XapaKTepPU3YETHhCS IiJIBUIICHOI MPOJIYKTHBHICTIO
IIO/I0 TIPSIMUX aHAIOTiB. BogHoUac uepe3 3HAUHI TpalieHTH TEMIIepaTypH 1 KOHIIe-
HTpALil0 aTOMIB BYTJIEIIO B PeaKUilHii 30H1, a TAKOXK 3 OMJIALY Ha BUKOPUCTAHHA
rpadiToBUX E€IEKTPOIIB, B IPOIYKTAX CHHTE3y MPUCYTHS JOMIIIKA y BUITIII He-
3B’S3aHOTO BYTJICIIO, a KapOiJ Boib(ppamy HpeacTaBICHHN JeKiIbKOMa KpUCTAaTi-
qHAMH (Da3aMu, BUXIJ SKUAX € BiTHOCHO HeBENUKUM. llel (pakT yckiamHIoe BUKO-
PHCTaHHS OJIep>KyBaHUX MaTepialiB i BUMAarae IOIIYKY IUISIXiB BHUIUICHHS IIyKa-
HUX (a3 3 IPOLYKTY CHHTE3Y.

BUCHOBKU

[IpoBeneHi AOCHTIKEHHS TOKa3ajd MOXJIMBICTh OTpUMaHHS (a3 KapOiay Bo-
npppaMy HIITXOM 00pOOKH CyMIll HOPOIIKY OKCUAY Bosb(pamy Ta rpadirty mia-
3MOIO JIyTOBOTO PO3PsAYy MOCTIHHOTO cTpyMy. OCOOIHBICTIO METOAY, IO PO3POO-
JISUTH, € HOTO peai3allisi y BIIKpUTOMY TIOBITPSIHOMY CEepeIOBHINI Oe3 3aCTOCYBaH-
HSl BAKYYMHOTO YCTaTKyBaHHS i BAKOPHUCTAHHS OKCHIY BOJNb(GpaMy B SKOCTI BUXi-
JTHOTO JiKepena BoJbppamy. B Xopi cepii ekCepMMEHTIB 31 3MIHOIO KUIBKOCTI
TMiJBeICHOT eHepril BCTAHOBJICHO MOJKIJIMBICTh OTPHMAHHS MaTepially, IO MiCTHTh
TiBKU TpadiTononiOHi Byrieuesi (a3 i ¢azu kapdiny Boiabppamy. BomHouac
JaCTHHKU KapOigy Boib(paMy IPUCYTHI B MPOAYKTI K Y BUIVIAAI KPUCTAJIB MiK-
POHHOTO Jiana3oHy, TaK 1 HAHOPO3MIpHUX 00’€KkTiB. Mikpopo3MipHa (Hpakiiist
MpeACTaBlieHa KiTbKOMa MOP(OIOTIYHUMH THIIAMH 1 BIMarae OYHIICHHS BiI He-
3B’S13aHOTO BYTJIELIO, III0 MOKEe OyTH peali3oBaHO BimoMuMHU MeTomaMu. Hanopo-
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3MipHI YaCTUHKHU KapOiny Bolb(paMy BKIIOUYCHI B BYTJICIIEBY MaTPHINO i XapakKTe-
PU3YIOThCS MAaKCUMYMOM PO3IIOITYy YACTUHOK B Jliana3oHi Bij 5 1o 15 HM.

Ha manomy erami HOCHiDKEHb HE BIAJIOCS OTPUMATH MPOAYKT CHHTE3Y 3 BUCO-
KHM BMicTOM (a3 kap0iny Bonbdpamy. ToMy akTyaJbHHUM € TIPOBEICHHS J01aTKO-
BOTO BUWJIIJICHHS IIYKaHWX (a3 1 pO3BUTOK 3aCTOCOBYBAHOIO MiAXOMy B 00JACTi
MOIITYKY IIJISAXiB MiHIMi3aLlii 3MICTy JOMIIIKOBHX (a3.

3a CyKyIIHICTIO 3HaHb B 007acTi 6€3BaKyyMHHX €IEeKTPOLYyTrOBUX IPOIECIB IS
pearizanii CHHTe3y KapOiJiB METaNiB i HEMETAaJIB aBTOPU BBaXKarOTh, IO TMPU3HA-
YEeHHA JaHOTO METOy OIBIIO MIpOI0 3HAXOIUTHCS B 00J1aCTi MEPEPOOKHU PyIHUX
KOHIICHTPATIB, BiIXO/iB TBEPAOCIIABHUX €IEMEHTIB (TOOTO HM3HKOCOPTHOI BHXi-
JTHOT CHPOBHHH) Ha OJTHOMY 3 €TaIliB )KATTEBOTO ITUKIY BOJb(PAMBMICHOT TIPOTYK-
mii. Y npOoMy BHMAIKY IIUTAHHS YACTOTH ONEPXKYBAHOTO MaTepiary Wiae Ha APYrui
IUTaH, TOCTYNAIOYHUCh MiCLIeM MPOCTOTI pillleHHS 1 MiHIMi3aIlii eHeproBuUTpaT, a
TaK0>X MOKJIMBOCTI pOOOTH YCTAaHOBKH 3 PI3HUMH TUIIAMH BUX1THOI CHPOBHUHH.
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Obtaining crystalline phases of tungsten carbide

by the influence of atmospheric electric arc plasma

on tungsten oxide

The possibility of obtaining powders based on tungsten carbides in an at-
mospheric electric arc plasma using its oxide as a source of tungsten is shown. The dependence
of the phase composition of the product of vacuum-free arc synthesis on the amount of supplied
energy is established. Tungsten carbide is represented both by particles with sizes of the order of
tens of micrometers, and particles of the nanoscale range with a maximum distribution from 5 to
15 nm.

Keywords: tungsten carbide, electric arc plasma, arc discharge energy, at-
mospheric plasma, vacuumless method.
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