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WccnenoBanbl HaHOYACTHUIIBI KapOuaa BoiabgpaMa, CMUHTE3MPOBaHHBIE U3 OKCHIIA BOJb(dpama ¢ pasind-
HBIM MpPEeKypcopaMu B HU3KOTEMIIepaTypHOU TJ1a3Me METOI0M BaKyyMHOTO JyroBoro paspsina. Pa3oBblii
COCTaB, CTPYKTYPHbIE OCOOEHHOCTH 1 pa3Mepbl HAHOYACTHUII KapOuaa Bojbdpama ObLIA UCCIeIOBAHBI Me-
TOJAMU MOPOIIKOBOM TM(MDPaKTPOMETPUU, pAMaHOBCKOI CITEKTPOCKOIIUY U C UCTIOJIb30BaHUEM JIa3ePHOTO
aHaim3aTopa. PeHTreHopaMMa HaHOTIOPOIIIKOB ITOKa3bIBAET, YTO B OCHOBHOM (hopMupyeTtcs (paza MOHO-
kapobuna sonsdpama WC Hapsiny ¢ pazamu rpadputa C, Bonsdpama W n okcuna Bonbdpama WO;. ITomy-
kapouz Bonbdpama W,C u kyouueckuii kapoun sonbdpama WC, _ , He ObliIM OOHApYXKEHBI, UTO OOBSICHS -
IOTCSI TapaMeTpaMu 3JIEKTPOILYTOBOTO pa3psiia U paciipeaesieHueM MpeKypcopoB. [1Jist ojrydeHust HAaHOITO-
POIIIKOB Kap6uaa Bojib(paMa ObLIM UCITOTb30BaHbI TEXHUUYECKU YIJIEPOII U TTI0K03a KaK BOCCTAaHOBUTEIN
U KapOuaM3aTopbl. AHAJIM3 PE3Y/IbTaTOB ITOKA3bIBAET, YTO UCITOJb30BAHUE TTIOKO3bI IPY CUHTE3€ HAHOIIO-
POIIIKOB Kapouia Bojb(paMa B HECKOJIBKO pa3 yBEJINIMBAET MPOU3BOAMMOCTD MOJTydaeMbIX HAHOITOPOIII -
KOB YeM MCITOJIb30BaHUE TOJIbKO TpaduTa.

KnoueBble cii0Ba: HAHOYACTUIIBI KapOuaa Bosibdpama, HAHOMOPOIIKYU OKCUAa Bojibdpama, II0Ko3a, TeX-
HUYECKUM YTIIepOo, BAKYYMHBIM 3JIeKTPOIYTOBOi pa3psii, peHTTeHoda30BbIi aHAIM3, paMaHOBCKAsI CIIEK-
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BBEIAEHUE

Kap6ua BonbdpaMa Ha ONPOTSKEHUU NeCSTUIIC-
THI IIUPOKO UCIIONB3YETCS B Pa3IMUHBIX 00J1aCTIX
6aromapsi CBOMM YHUKJIbHBIM (PU3MKO-MexXaHuve-
CKUM xapakTepuctukam. K HacrosinmeMy BpeMeHU
HaAKOIUIEH 3HAYUTEIbHBINA OIBIT ITOJyYeHMsI, aHAIH -
32 CBOMCTB (OCOOEHHO (PUUKO-MEXaHUYECKUX) U
MPUMEHEHUS MaTepuajioB Ha OCHOBE KapOWIOB
Boibdpama [1-5]. Tem He MeHee ompenesIIOIINM
¢dakTOpOM HCIIOJB30BaHUSI HAaHOPAa3MEPHBIX MaTe-
pHAaJIOB SIBISIETCS UX XUMMWYECKUM M (a30BbIA CO-
craB. TBepmocTh Kapouma BoJibdpamMa TOCTATOIHO
CTabuJIbHA M OTHOCHUTEJIbHO Majl0 CHMXXaeTcsl, 10
CPaBHEHUIO C APYTMMHU KapOuaamu, IpU MOBBILIE-
HUU Temnepatypsl. Kpome Toro, kKapomm Boirbppama
nMeeT B 1.5—2 pasa GoJiee BBICOKUI MOOYJIb YIIPYIO-
ctu 1 B 1.5—2 pa3za MeHbIINN KO3(PGULIUEHT TEII0-
BOTO paCIIMPEHUSI B CPAaBHEHUU C KapOUaaMu IpyTUX
MepexoaHbIX MeTalyioB. HecMoTpst Ha 3T0, pes3koe
MOBBIIIEHUE (PUBUKO-MEXAaHUUECKUX XapaKTEPUCTUK
MaTepUaIoB OXKUAAETCS TOJBKO IMPU NCTIOIb30BAaHUN
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KPUCTAUIMYECKHX TTOPOIIKOB C 3¢pHAMU pa3MepoM
MeHee 100 HM [6].

OnIuH M3 pa3BUBAIOLIMXCS TTOAXOIOB K ITOJIyde-
HUIO METAJUTMYECKUX U HEMETALTMYECKUX KapOuI0B,
B YACTHOCTM KapOWIOB Bosib(ppama, siBJIsIeTCS DJIeK-
TPOAYTOBOIi CUHTE3 B MJa3Me IYroBOTO paspsja Io-
crosiHHOTO TokKa [7—10]. OGBIYHO Mpoliecc Ocy-
ILIECTBJISIIOT B BaKyyMe€ WJIM B MHEPTHOM rase st
MPEeAOTBPAIEHUSI OKUCJICHUS TIPOAYKTOB CHHTE3a
aTMocdepHbIM KUCTOPOJIOM. B 3aBUcUMOCTH OT rpa-
IMEHTa TeMIIEpaTypHOIO MOJsi, CKOPOCTU WU3MEHE-
HUSI TeMIlepaTypbl U OTHOIIEHMSI HAYaJIbHBIX Tpe-
KypCOpOB, B pe3yjbTaTe 3JeKTPOIYrOoBOIo Ipoliecca
MOJIy4aloT MPOAYKThI, COAepXKalllue pa3IndyHbIe KpU-
crayundeckue dasbl Kapouna Bonabhpama: WC (rek-
caroHasibHas1), W,C (pombuueckast U rekcaroHajb-
Hast), WC, _ , (xybuueckas) [9]. boiee Toro, B KoHeu-
HOM TNPOJYKTE YacTO BCTPEYaloTCsl OJHOBPEMEHHO
HECKOJIbKO (ha3 KapOuaa BoabdpamMa n3-3a 0OJIbILIO-
ro TeMIepaTypHOIo TpaiueHTa B 30He peaKluU U He-
PaBHOMEPHOIO pacrnpee/ieHUs] UCXOAHBIX MPEKYp-
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COpOB B 00beMe 30HBI peakuu. Kak nmpasuio, mis
IOJIy4aeMbIX YaCTHI] XapaKTepPHO LIMPOKOE pacIpe-
JIeJIeHUE T10 pa3MepaM (OT HM 10 MKM), U OHU 4acTO
OBIBAIOT BCTPOCHHBIMU B YIJIEPOTHYIO MATPUILYy WIIU
HaXOISTCS B YIJIEPOTHBIX 000I0YKax. DTO CBSI3aHO C
M30BITKOM YIJIepO/ia, IPUCYTCTBYIOIIETO KaK B MaTe-
puaje 3JeKTPOIOB, TaK U B IPEKypcope.

Pa3BuTiie MeTOOOB Ha OCHOBE IYTOBOTO pa3psiaa
OYeHb BaXKHO, IIOCKOJIBKY OHU IIO3BOJISTIOT HE TOJIBKO
MoJydaTh HaHOpa3MepHbIe YAaCTUIIbI KapOuaa BOJb-
¢dpama, HO TaKKe SIBIISIIOTCSI aKTyaJIbHBIMU IIPU Mac-
ITaOMPOBAHMM CaMOTO Ipollecca CUHTe3a 1 ero 3¢-
dexTuBHOM ynipasjieHuu. B padote [11] coob1iaroT o
MIPUMEHMMOCTH METOAa BaKyyMHOTO 3JICKTPOIYTO-
BOTO pa3psia IUIsT CMHTe3a KaponnoB MeTaioB ZrC,
TiC, WC nipu pacrnibieHUU B alieTUJIeHe, pa3baBiieH-
HOM aproHoM WM BopopomoMm. HalineHo, 4To Hau-
6osiee 3(HEKTUBHBIM YIJIEBOOOPOIHBIM pPeareHTOM
SIBJISIETCS alleTUJIEeH, TaK KaK OH MUMEET UYpe3Bbluaii-
HO BBICOKYIO 3alacCHHYI0 XMMMWYECKYIO SHEPIUIO
(226.8 xJIX/MOJIB), 3aBUCAIIYIO OT (POPMUPOBAHUS
TPOIHOI CBSI3U1, 32 CYET KOTOPOI YCUJIIUBAETCS 3K30-
TepMUYeCKUii 3P deKT Impu co3naHu KapOHUI0B B pe-
aKIuy aneTuwieHa U meTamia. B pabore [12] Obin
nojy4deH kapouna Boiabbpama WC, _ , ¢ Kydruueckoit
CTPYKTYpOIl B CBEPX3BYKOBOI CTpye yriaepoa-BOJb-
¢bpaMoBOIi 3IEKTPOPA3PSLIHOI I1a3Mbl, CTEHEPUPO-
BaHHOM KOaKCHaJIbHBIM MarHUTOILJIa3MEHHBIM YCKO-
puteseM ¢ TpaduToBbIMU 3eKTpoaamu. Ornpeneie-
HO 4YTO, Kpuctajunueckas aza WC, _ , c MaccoBbIM
colepkKaHUEeM B KOHeYHOM Ipoaykre 10 90% dop-
MUpPYETCS B BUJI€ HAHOAMCIIEPCHBIX YaCTULL CPEIHUX
pa3MepoB 1o ~20 HM. YcTaHOB/IEHBI HAan00JIee ONTH -
MaJlbHbIC IMANa30HbI JaBJASHMS U TUII Ta3000pa3HO
cpenbl KaMephl-peakTopa, a TakXke MoKa3aHa BO3-
MOXHOCTbD yIpaBJieHUs (pa30BbIM U TpaHYJIOMETPHU-
YeCKMM COCTaBOM IIPOAYKTAa IUIa3MOAMHAMMNYECKOTO
cuHte3a B cucteMe W—C. B npyroii pa6ote [13] ObU1H
MIPUBEACHEL PE3YJIbTAThl 9KCIIEPUMEHTBI IO CUHTE3y
WC, _ , ¢ UCIOJIb30BAaHUEM B3pbiBa BOJb(MPAMOBBIX
MPOBOJIOK Pa3HOTO JAuaMeTpa B KMIKO-mapaduHO-
BOM cpelie MpOoITyCKaHMEeM Yepe3 HUX CUITbHOTOYHBIX
DIIEKTPUYECKUX UMITYJIbCOB. CMHTE3MPOBAHHBIC Ta-
KM 00pa3oM HAHOMOPOIIKH OBIJIN TPOaHaJIU3UPO-
BaHBI C TIOMOIIBIO PEHTIT€HOBCKOM IU(PpaKIIIM, CKa-
HUPYIOLLIEN U MPOCBEUMBAIOIIEH 31€eKTPOHHOMN MUK-
POCKONNH, JIEKTPOHHO-30HI0BOIr0 MUKpOaHaamn3a.
bouto 0OHapykeHO, YTO HEe3aBUCUMO OT YCJIOBUIA
aKcriepuMmeHTa (aza WC, _ , comepxkana mpuMepHO
42.5 at. % yrnepona. BbIsBIIEHO 4YTO, €CIIM SHEPTUS
Obl1a HeJOCTaTOUYHA JJISI TIOJTHOTO MCIapeHUs BOJIb-
¢dpama, KpynHble YyacTulibl, coctosiue u3 a3z WC,
W,C u W, o6pa3oBbIBaiiCh 110 MexaHu3my auddy-
31U B XXUJIKOM COCTOSTHUM.

B HacTosIeli cTaTthe MpeacTaBlieHbl pe3yJIbTaThl
HCCJIENOBAaHUSI CTPYKTYPhl HAHOIIOPOIIIKOB Kapouga
BOJIb(ppama, MOJTYYeHHBIX METOAOM B IJIa3Me DJICK-
TPOIYTOBOTO pa3psiia HU3KOro JABJICHUS U3 OKCUIA
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Bosibppama WO; Cc MCNONB30BAaHUEM Pa3JIUYHBIX
MMPEKypPCOPOB.

OKCITEPUMEHTAJIbBHAA YACTDb

CuHTe3 HaHOMNOPOIIKOB Kapbuma BoabdpamMa
OBLI OCYIIECTBJICH B CIIELIMAJILHOM pa3paboTaHHOI
9KCIEPUMEHTAILHOM YCTAHOBKE HU3KOTEMIIEpaTyp-
HOI4 TIJ1a3Mbl BAKYYMHOTO 3JIEKTPOAYTOBOTO pa3psijia.
s peanu3anuu Impoliecca CUMHTe3a Oblia pa3pado-
TaHa 2JICKTPOIHASI CHCTEMa KOAaKCHMaJbHOTO THUIIA.
Cxema KaMepbl BAKYYMHOTO JyTOBOTO pa3psiaa Mmpe/-
craBiecHa Ha puc. 1. B aToit cucreMe 3axuraHue
IEKTpUYECKO myrn ¢ TokoM paspsaa 80—200 A n
HanpsikeHueMm paspsiaa 20—30 B, mporucxoaut Mexmay
rpauUTOBBIM (KaTOO) ¥ COCTaBHBLIM (aHO) 3JIEKTPO-
nmaMu. I'eHepalus 3JIEKTPOLYTOBOTO paspsiia ¢ MOo-
BEPXHOCTM COCTaBHOIO KaToJa OCYIIECTBIISIETCS
BO BHYTPEHHEM IIPOCTPAHCTBE IIMJIMHIPUISCKOTO
BomooxJiaxkaaeMoro 3kpaHa. CoCTaBHOM 3JEKTPOI
MpeacTaBIIsIeT cOO0 rpadUTOBBIN CTEPKEHB C MPO-
CBEPJICHHOM IIPOAOJIBbHOM MOJIOCTHIO 10 LIEHTPY, Ha-
MOJTHEHHOM KHCJIOPOACOAEPXKAIIUM COEeAUHEHEM
BoJib(pama, BIOpaHHbIM U3 rpyri ¢ WO;, W(CO)4 B
coctaBe. MaccoBoe coaepxxaHue rpaduTa U COean-
HeHMiT BombdpaMa ObUIO BEIOPAHO B COOTHOIICHUM
or2: 1m0 1:2. IlogaepxaHue yCIOBUM MOCTOSTHCTBA
BJIEKTPUUYECKOI Nyru OCYIIECTBISIIOT BApbUPOBaHMU-
€M MEX3JIEKTPOOHOIO PACHbLICHUS KOMIIO3UTHOIO
anekTpoaa. O6pa3oBaHHEBIE B ITPOIIECCE TAKOTO B3au-
MOJIefiCTBUSI YaCTULIBI OCAXKIAIOTCS Ha OXJIaXK1aeMyO
BHYTPEHHIOIO IIOBEPXHOCTb CIEHUAIBHOTO IIMIMH-
JIPUYECKOTo 3JIeKTpona I, B KOTOPOM KOaKCUAJIbHO
pa3MmellieHa BJeKTpoAHasl CHUCTeMa, COCTosIIasi 13
KaTtoma 2 u coctaBHoTO aHoma 3 [14]. OTHOCUTENb-
HOE JaBJIeHUE B KaMepe MOoAIepKUBaIN B TIpeaeiax
10~3 Topp. [IpOAOIKUTENBHOCTD 3KCIIEPUMEHTA CO-
craBisuia 2—4 muH. TeMmIiepaTypa mja3Mbl 3JIEKTPO-
JIyTOBOTO pa3psiaa 6bu1a okojo 3400°C.

Ha ocHoBe TeXHMYECKOTro yriepoia U INIIOKO3bI
OBUIM M3rOTOBJICHBI IBa TUIIA TAaOJIETOK, COmepxKa-
mux nopomiku WO;. TlepBbiii U TabaeToK ObLT
cIenaH U3 TeXHUYECKOTro Yrjiepoja M OKCHIa BOJIb-
¢pama B cooTHoUIeHNHU 1 : 3 COOTBETCTBEHHO. BTO-
POt THIT TA0JIETOK COCTOSIIT 3 TEXHIIECKOTO YTIIePO-
na (5%), rmoko3bl (5%) n okcuna Bojibdpama (90%).
TabaeTku ObLIM cieIaHbl METOIOM IIPSIMOTO MPECCO-
BaHusa 1o gasieHueM 150—200 xr/cm?. BoisicHeHO
4YTO, TAOJETKHM, CCOomepKallye IIIOKO3y, IOKa3alu
OoJiee BBICOKME MEXaHNYECKME XapaKTePUCTUKM.

PentreHodasoBblit aHATM3 CUHTE3UPOBAHHbBIX Ha-
HOMOPOIIKOB OblJI MPOBEJIEH C TPUMEHEHUEM T10-
POIIIKOBOTO peHTIreHOBCKOro nudpakroMmerpa XRD-
6100 (Shimadzu, Japan). s monydeHust [udpakTo-
rpaMM OBUIO MCIIONB30BaHO m3aydenne Cuk, (A =
1.540600 A) ¢ MOCTOSIHHOI CKOPOCTBIO BpalEHMSI
IeTekTopa 4 Tpan./MUH B MHTepBaje yrioB 20 ot 10
1o 80 rpax. ¢ marom 0.05 rpan. IIporpamma Match!

Ne 8 2022
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ObL1a MCIIOJb30BaHa Il MHTEPIIPETALIMU TTOJTyYeH-
HBIX PEHTIeHOrpaMM HaHOITOPOIIKOB Kapouaa BoIb-
dpama metogom Putsenbaa [15].

CnekTp KOMOMHAIIMOHHOI'O pacCesTHUS CBEeTa Ha-
HOITOPOIIKOB KapOuma BoJib(pama OBIIT MOJIyU4eH C
nomolnpblo crnekrpoMerpa InVia Raman (Renishaw,
Great Britain). McToYHUKOM BO30OYXKIEHMST CITY>KUI
nazep Cobolt CW DPSS ¢ niimHO# BOJTHBI M3ITyIeHUS
A = 532 uM. JIyI1 TOYHOTO OIpeleeHus pPasMepOB
YaCTUL CUHTE3UPOBAHHBIX HAHOIIOPOIIIKOB Kapouma
BOJIb(ppaMa 1 MX pacIipeAeeHus 110 pa3Mepam ObLIa
HMCMOJb30BaHa METOIMKA, OCHOBAaHHAs Ha CO3MaHUU
BOIHOM HAHOCYCIIEH3MU C TMOCIEAYIOIIUM €€ MPOCBe-
YUBaHWEM Ja3epHbIM aHamm3aTopoM Nano-SightL.M 10
(Malvern Panalytical, Great Britain). ITockoabKy BbI-
COKOJIMCITEPCHBIM YacTUIIAM CBOMCTBEHHO CIMIIATh-
csl IpYT € IPpyroM U 00pa3oBbIBaTh arjiomMeparsl, me-
pen aHaJIM30M HaHOIIOPOIIIKU Kapouaa Bojibghpama,
MOJIYYEHHBIX M3 TaOJETOK, COACPXKABIIMX IIIIOKO3Y,
OBLIM MOTIPYKEHBI B IEMOHU3MPOBAHHYIO BOMLY 1 IIe-
peMenIaHbl MarHMTHOM Memajnkoii. [Totom pacTBo-
pbI OBLIM OCTaBJIEHEI IO IMOJHOIO ocedaHusi. B mep-
BOM KOJUIOM e OBLIM 00pa30BaHbI TPU (ha3bl: MOBEPX-
HocTHas (aza (maeHKa), CyCIIEeH3MOHHAasl 4acTh U
ocanok. Bo BropoMm Kojutouze, rae Oblia UCIIOIb30-
BaHa IJII0K03a, ObUIM 00pa30BaHBI B OCHOBHOM OCaIoK
Y He3HAUYUTEIbHasl MOBEPXHOCTHAs (ha3a, CyCIIeH31-
OHHAas YacTh ITOJIHOCTHIO OTCyTCTBOBaa. IlomydeH-
HBIE TTOBEPXHOCTHAas (pa3a TEXHUIECKOTO yriepona u
ocanku ObUIM IIPpOaHAJIM3UPOBAHLI METOJAMM IO-
POIIKOBOIT M paKTpOMETPUM, paMaHOBCKOM CITeK-
TPOCKOIIMHU U C TIOMOIIIBIO JIA36PHOTO aHAJIM3aTopa.

PE3VJIBTATBI 1 UX OBCYXIEHHUE

[NonyyeHHBIE METOAOM BJIEKTPOIYTOBOTO pa3psiaa
HU3KOTO JaBJIeHUsSI HAHOIOPOIIKU KapOuaa BOJb-
¢dpama u3 okcuna Bonbhpama WO;, ¢ uCnonab3oBa-
HHEM Pa3INIHBIX IIPEKYPCOPOB ObLIM MCCIIECIOBAHBI
Ha MOPOIIKOBOM PEHTIEHOBCKOM IU(PpPaKTOMETpE.
Chavana Obula MccaeqoBaHa MOBEPXHOCTHas (paza
HaHOIIOPOIIKOB, CUHTE3UPOBAHHBLIX M3 TaOJIETKMU,
coIepKallei ToMbKo TeXxHudeckuii yraepon. Ha puc. 2
MprBelieHa peHTreHorpaMmma 3Toro oopasua. BugHo,
YTO MCCIEOYyEMbIiA OOBEKT COCTOUT M3 HECKOIBKUX
¢a3, Kaxkaoi 13 KOTOPOI COOTBETCTBOBAJIA CBOSI COO-
CTBeHHas1 IudpaklMoHHasT KapTuHa. MHTeHCUB-
HOCTH pedJIeKCOB 3aBHCelIa OT KOJIMYECTBA KaXKOOM
¢das3pl B MCCIEAyEMOM O0Opa3ile M CTEIeHW KPUCTa-
Juzauuu. Habmonaemble nudpakiiioHHbIE pediek-
Chl COOTBETCTBYIOT MOHOKapoumy Bojbppama WC,
Bosibpamy W, rpaduty u okcuay Boiabbpama WO;.
MaxkcuManbHBI MO MHTEHCUBHOCTH pedekc Ha
pentreHorpamme (ripu 260 = 26.6°) cCOOTBETCBOBAI
rpacduty [16]. Jdpyrue nHTeHCUBHBIE pedJIEKChl Ha
peHTreHorpamme cootrBercBoBanu WO, [17]. Meto-
noMm PutBesnbaa onpeneneHbl MEKIUIOCKOCTHBIC pac-
TOSIHUSL dj;; U COOTBETCTBYIOLIME UHIEKCHl Muiuiepa
hkl nng WC n C, a Takske mapaMeTpbl 3JIeMeHTapHOM
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Puc. 1. DnexTpomHas cucremMa oTpabOTKH Ipoliecca mo-
JIy4€HUSI HAHOMOPOIIKOB BaKyyMHO-3JEKTPOAYTOBbIM
meTtonoM [14]: 1 — oxnmaxmaeMblii 9KpaH; 2 — COCTaBHOM
aJIeKTpoa aHox; 3 — rpaduToBkIi KaTtom; 4 — obpaselr; 5 —
TEXHOJIOTUYECKOE OTBEPCTHE IIJISI MHULIUMPOBAHMSI BaKy-
YMHOI1 1yru; 6 — Aepxateib; 7 — (aaHel; & — BBOL.

sT9eiiku MoHoKapouaa Boirbdpama WC. Kpucrammm-
yeckasl pellieTka HaHOYacTUI, MOHOKapOuIa BOJIb-
dpama WC gBnsiach reKcaroHajJbHOM, U KPUCTAJ-
Jjorpaduyeckas rpyrmna COOTBETCTBYeT P-6m2, 4to
BIIOJIHE COOTBETCTBYET JIMTEpaTypHBIM JaHHBIM [9].
AHaJ3 peHTreHOTpaMMbI MTOKA3bIBAET, UTO aMOp®d-
Hasg 4acTb MOPOIIKa cocTasisieT 68.63%, (cooTBeT-
CTBEHHO, KpUCTAIMYHOCTh — 31.37%), 4TO MOXHO
OIpeAeINUTh IO OTHOIIEHUIO 00beMa TUMPAKITUOH-
HBIX pedIIeKCOB K (POHOBOMY CUTHAJTy OT 0OpasIia.

Ha puc. 3 nmpuBeneHa peHTreHorpaMMa HaHOIIO-
POIDKOB Kaponaa BoiibdpamMa, IMOJIyIeHHBIX 13 Ta0-
JIETKM, CIOEJIAaHHOI C MCHOJb30BAaHUEM TOJIBKO TeX-
HMYECKOTO YIJIEpOJa, W BHIMNABIIMX B BUIE OcagkKa
MOoCJIe CO30aHMsI KOJUIOUIHOTO pacTBopa. BugHo, uto
HCCIeNyeMblii 0Opa3ell TakKe COCTOUT U3 HECKOJIb-
Kux (a3. Habmomaembie nudpakiimoHHble pediek-
CBI TAKXXE COOTBETCTBYIOT MOHOKApOUIy BOJIb(pama
WC, Bonmsdpama W, rpaduty m oKcuay BoJbppama
WO;. OgHako, BbIXOonbl MOHOKapbuaa Boibdpama
WC, Bonbdhpama W, 1 okcunaa Bosibppama WO, 66111
YBEJIUYEHBI B HECKOJIBKO pa3 B 0CAA0YHOI YaCTHU Ha-
HOTIOPOIIKOB. BTN orpeneneHbl MEXITJIOCKOCTHOE
paccTossHUue dj,; U COOTBETCTBYIOLIUE WHAEKCHI
Munnepa hkl. Dn1eMeHTHBI cocTaB KpUCTaIIIe-
CKOIf 4acT HAaHOMOPOIIKa ObLI ciaenyomum: W —
95.16 mac. %, C — 4.84 mac. %. Ha pentrenorpamMmme
He OOHapyKeHbI 3HAUYUTEIbHBIE (DOHOBBIC CHUTHAJIBI
amopdHOIi (a3bl, YTO CBUACTEILCTBYET O TOM, UTO
HaHOIIOPOIIIOK B OCHOBHOM COCTOUT M3 KPUCTAJIJIM -
JyecKOM (pas3nl.

Ha puc. 4 nokazaHa peHTreHorpaMma HaHOIIO-
POIIKOB KapOuma Bojb(dppaMa, MoIydeHHbIX U3 Ta0-
JIETOK C MCIOJIb30BAaHMEM TJIIOKO3bI, U BBHITIABIIINX B
BUJIE OCaJKa IMOcje CO3NaHUsI KOJUIOUIHOTO PacTBO-
pa. UnentuduiimpoBaHHbIe TTMKI HA peHTTeHOpaM-
M€ YKa3bIBaIOT TaKkKe Ha MIPUCYTCTBUE TOJIBKO OMHOM
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Puc. 2. PeHTreHOrpaMMa noBepXHOCTHOI (ha3bl HAHOTIOPOIIKOB KapOuaa Bosibdpama, MOITy4eHHOTO ¢ UCTIOb30BAHUEM TeX-
HMueckoro yraepona: ¢ — WC, O - W, v—-WO;ne —C.
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Puc. 3. PenrreHorpamMmma ocazka HaHOIIOPOIIKOB KapOua Bojib¢pama, IOoJIy4EeHHOTO C MUCIIOIb30BaHUEM TEXHUUYECKOTO YIiie-
poga: © —WC,0-W,V-WO;une—C.

das3bl kKapobuaa Boabppama — WC. CommacHO HaIllUM B TPUTOHAJILHO-IPU3MATUYECKHUX MYCTOTaX MOICH-
pe3yiabTaTaM, HAHOYACTMIIBI MOHOKapOMaa BOJIb- CTEeMBI aTOMOB Bojibdpama [18]. OrcyrcTBUE (hOHO-
¢pamMa MMEIT reKcaroHajJbHYIO0 CTPYKTYpPY C Iapa-  BbIX CUTHAJIOB 00pas3liia B peHTTeHOrpaMMe TOXEe CBU -
MeTpaMu peretku, a =2.8960 A uc =2.8389 A. ATo-  [IeTeJIbCTBYET O TOM, UTO HAHOIOPOIIOK COCTOMT
MBI YTJIepOJa HAXOISITCS B LICHTPAJIbHOM ITOJIOKEHUM  TOJBKO U3 KpUCTAUIMYecKoi (as3bl. [1pu ncnonb3o-
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Puc. 4. PenTreHorpaMma ocajika HaHOITOPOIIIKOB KapOuaa Bojibdpama, IOJy4eHHOTO ¢ MCIOJIb30BaHUEM TIIOKO3bL: & — WC,

O-W,V—WO;ue—C.

BaHUM IJIIOKO3bI B KaU€CTBE IIPEKypcopa BHIXOI MO-
HokapOuna Bojibdppama WC HECKOJIBKO pa3 yBeJIu-
YUJICS.

ITpucyrctBue C u WO; BO Bcex peHTereHopaMmax
HMCCIEIOBAHHBIX HAHOIIOPOIIKOB ITOKA3bIBAET, YTO
HEKOTOPBIE YaCTH 00pa3110B HE yCIIeBalOT BCTYIATh B
peakiupo (GopMUpPOBaHUS HAHOITOPOIIIKOB Kapouaa
BOJIb(ppaMa B IIpoliecce cuHTe3a. [IpuumnHoit 3Toro,
BEPOSITHO, SIBJISIETCS HEpaBHOMEPHOE pacIipeiesie-
HUE HU3KOTEeMIIepaTypHOU IIJIa3Mbl 3JICKTPOIYTOBO-
ro paspsana. Hu Ha ogHoli peHTreHorpaMmme obpas-
1oB HetT a3z W,C u WC, _ ,, 4TO yKa3bIBa€T Ha HEBbI-
COKMe TeMMepaTypHble TPaIueHThI 3JIEKTPOIYTOBOTO
paspsiaa.

st BBISICHEHUSI CTPYKTYPHBIX OCOOEHHOCTEH,
CHUHTE3MPOBAaHHBIX HAHOMOPOIIKOB OBLI IIPUMEHEH
METOJI CIIEKTPOCKOMMUU KOMOWHAIIMOHHOTO paccesi-
Hus cBeTa. Ha puc. 5 mpuBeneH Takoii CIEKTp, MOJIy-
YEeHHBI! IJIsI IPOAYyKTa OOHOIO CMHTE3a C UCIOIb30-
BaHMEM IIIIOKO3bl. Kak M3BECTHO T10 JIMTepaTypHBIM
naHHbIM [19], yucTelii KapOua Boib(ppama He Jaet
CUTHaJIa MpU KOMOUHAIIMOHHOM pacCessHUM CBeTa
M3-3a XKECTKOU CTPYKTYPbl KPUCTALUIMYECKOM pe-
IIeTKU. B MoaydeHHOM K€ CIIEKTpE IIPUCYTCTBYIOT
IIUPOKME JIMHUHU (IIpU 3HAYSHUSIX BOJTHOBOTIO YKCJIA
694, 805 u 254 cm~!), BBI3BaHHBIE KOJIEOAHUSAMU
uH cBsa3eit O—W—0. CurHan HU3KO MHTEHCHUB-
HocTH 1ipu k = 1561 cMm~! oTHOCAT K yriepony. B -
TepaType M3BECTHO, UTO BeJIUYMHA 3TOTO MUKA MpU
paccessHUY Ha IIOJIMKPUCTAJUIMYECKIX 00pa3iax Mo-
KeT OBITH OOJIBIIIE, YeM OT MOHOKpHUCTAJIJIA, M3-3a Ha-

MOBEPXHOCTb. PEHTTEHOBCKHUE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCIEAJOBAHUS ~ Ne 8

JINYUSI MHOXeCTBa Ae(eKTOB Ha rpaHUIIaX KPUCTAJI-
mutoB [20]. OTcyTCBHME ITMKOB, COOTBETCTBYIOIINX
KapOumy BoJibpamMa XOpOIIIO COTTIACYIOTCS C MeTall-
JIMYECKUM XapaKTepOM STOTO BellleCTBa.

Ha puc. 6a nmpuBeaeHO TpexMepHOEe pacrpeaeiie-
HHUE MO pa3MepaM 4YacTHI[ HaHOIOpOIIKa Kapouaa
BOJIb(paMa, MOJIydeHHOTO C MCITOJIb30BaAHUEM IJIIO-
KO3bl. J/IMama3oH pa3sMepoB CHHTE3UPOBAHHBIX Ya-

3
5_
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Puc. 5. Criektp KOMOMHALIMOHHOTO paccestHUsI HAHOTIO-
pollika Kapouia Bojibpama, IoJydeHHOTO U3 TaOJIETKU C
oko30ii. [ludpamu oTMedeHbI 3HAYNMBbIE TTUKH C BOJI-
HOBBIM unciiom 254 (1); 694 (2); 805 (3) u 1561 em™! (4).
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Puc. 6. TpexMepHoe pacrpenejieHUe 4acTHI] HAHOITO-
polliKka Kapouia Bojibpama, IoJIy4eHHOTO U3 TaOJIETKU C
IIIIOKO301, 10 pa3MepaM (a) U CIIEKTP CPEIHUX Pa3MEPOB
yactuil (0).

CTULI JOBOJILHO IMpoKuii. KpuBag pacnpeneneHus
(puc. 66) TIeMOHCTPUPYET JOBOJIBLHO PE3KU TTOIBEM
U criag, HauOosblass HabmogaeMasi KOHLIEHTpalus
Mojy4yeHa T 9acTUIl pasMepaMu B auarasone 100—
200 HM, OCHOBHAas Macca 4acTHIl UMeeT pa3Mephl 37—
299 HM.

SAKIIIOYEHUE

HccmenoBaHnst KauecTBa HAHOIOPOIIIKOB KapOuaa
BoJb(pama, IOJYYEHHBIX U3 IPEKypCOpPOB, COAEp-
XKalIuX TEXHUYECKUI YIJIEpOo U NII0OKO3Y, OKa3aju,
YTO UX MOXHO CMHTE3UPOBaTh U3 OKCHIA BOJIb(pama
METOJIOM BaKyyMHOIO 3JIEKTPOIYIOBOTO paspsia.
PentrenodazoBblit aHaaIu3 mokKas3aji, YTO B CUHTE3U-
pOBaHHBIX TaKMM METOIOM o00pas3max oOpasyercs
TOJTBKO MOHOKapoua Bojibpama WC ¢ rekcaroHaib-
HOM KPUCTAJIMYECKOMN PEIIETKOMN, XOTS €ro I0Js B
Mac. % B UTOroBOil cMecu KPHUCTAJZINTOB HE OYEHbB
Boicoka. Oxunaembie paszpl W,C u WC, _ | He 6bUIH
OOHapYKEeHBI, YTO MOXKHO OOBSICHUTH HETOCTATOYHO
BBEICOKUM TeMIIepaTypHLIM TpPaJIMeHTOM U paBHO-
MEpHBIM paclipeaelieHueM IIPEKypcCopoB B 00beMe

MOBEPXHOCTb. PEHTTEHOBCKUWE, CUHXPOTPOHHBIE U HEUTPOHHBIE UCCJIEIOBAHUS

30HBI PEaKINU B IIPOIlecCe BIEKTPOIYTOBOIO pas3psi-
Jla IpU HU3KOM BakyyMe. TabGieTku, comepxaiiue
DII0KO3Y, MOKa3aJy HAWIYYIINii pe3yJbTaT B CpaB-
HEHUM ¢ COAEePXKAIIMMU TOJTbKO TEXHUUYECKUM yriie-
poxn: BeIxon MoHoKapouaa Boaxbdpama WC npu cuH-
Te3¢ YBEJIWYMJICS IIpUMEpPHO B ABa pas3a. CpemHuii
pasMep 4acTUll HAHOIOPOIIIKa Kapouaa Boibdpama
Haxonuicsa B auamnazoHe 100—200 uM. YimmpeHHBIE
JIMHUYA KOMOMHAILIMOHHOTIO paccestHusS Ha oOpasiax
TaKXXe YKa3bIBaIOT Ha HaHOpa3MepHbIE XapaKTepH-
CTUKU CUHTE3UPOBAHHBIX OPOIIKOB.

BJIIATOJAPHOCTH

PaGora BbImonHeHa B pamkax mnpoekta Ne @3-
201907092 MunucrepcrBa MHHOBaimmonHoro PaszButust
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X-ray Structural Analysis of Tungsten Carbide Nanoparticles Synthesized
by the Vacuum Arc Method

I. Kh. Khudaykulov!, J. R. Ravshanov’ 2, Kh. B. Asurov!, V. N. Arustamov!, D. T. Usmanov! *

!Institute of Ton-Plasma and Laser Technologies, Uzbekistan Academy of Sciences,
Durmon Yoli street, 33, Tashkent, 100125 Uzbekistan

2Navoi State Mining Institute, Tarobiy street, 72, Navoi, 210100 Uzbekistan
*e-mail: usmanov@iplt.uz

Tungsten carbide nanoparticles synthesized from tungsten oxide in low-temperature plasma by the method
of vacuum arc discharge have been investigated. The phase composition, structural properties, and sizes of
tungsten carbide nanoparticles were investigated by powder diffractometry, Raman spectroscopy, and with a
laser analyzer. The X-ray diffraction pattern of the studied nanopowders shows that the phase of tungsten
monocarbide WC is mainly formed along with the phases of graphite C, tungsten W, and tungsten oxide WOj;.
Tungsten semicarbide W,C and cubic tungsten carbide WC, _ | was not detected in the X-ray diffraction pat-
terns of the samples, which is explained by the parameters of the electric arc discharge and the distribution of
precursors. To obtain tungsten carbide nanopowders, carbon black and glucose were used as reducing agents
and carbidizers. Analysis of the results shows that the use of glucose in the synthesis of tungsten carbide nano-
powders increases the productivity of nanopowders several times as compared to the use of graphite.

Keywords: tungsten carbide nanoparticles, tungsten oxide nanopowders, glucose, carbon black, vacuum elec-
tric arc discharge, X-ray spectral analysis, Raman spectroscopy.
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