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Jubopun Huobusi NbB, o0namaeT BEICOKOW TeM-
rneparypoi IUIaBJICHUS, TEPMOJMHAMUYECKOM cTa-
OWJILHOCTBIO, BBICOKMMH 3HAYCHHUSIMHU TBEPIOCTH,
MIPOYHOCTH, U3HOCOYCTOWYMBOCTH, TEILIO- U JICKTPO-
MTPOBOJTHOCTH, XUMHUYECKOH U KOPPO3UOHHOW MHEPT-
HOCTBIO, B CHITy YeTO HAaXOAWT MPUMEHEHHE B Pa3INd-
HBIX O0JTACTSIX COBPEMEHHOM MPOMBIIICHHOCTH [ 1, 2].

Jnst cunre3a HaHoudacT NbB, 0ObMHO HCHONB-
3YIOT METOJIUKH, pa3pabOTaHHbIC [UIsl IONyYeHUS
TUOOpUIOB TepexoAHbIX MeramuoB [V-VI rpymm:
BBICOKOTEMIIEPATYpHBII TBeproQa3HbI CHUHTE3 U3
3JIEMEHTOB, OOPOTEPMUYECKOE BOCCTAHOBJIEHHE pa3-
JMYHBIX OKCHJOB U COJeWd HUOOMA, KapOoTepMmHue-
CKO€ BOCCTaHOBIIEHHE OKCHJIOB HHOOHWS W Oopa HIu
BOCCTaHOBJICHHE OKCHIOB HHOOWSA M O0pa MarHHWeM,
B3aMMOJICHCTBHE XJIOPHUI0B HHOOUS ¢ Goporuapuaa-
MU IIETOYHBIX METAJUIOB MPHU MOBHIIICHHBIX TEMIIe-
parypax W NaBJICHHUAX, MEXaHOXUMHUYECKHH CHHTE3,
XUMHYIECKOE OCaKICHUE U3 TTapoBoit dasel [3—10].

B kadecTBe anbTepHATUBHOTO CIIOCO0A MOTyUEHUS
Hanouactul, NbB, B HacToseii pabore paccMarpu-
BaeTCcs TaK Has3bIBaeMbIi OeCTOKOBBIM Merom [11],
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OCHOBAaHHBIA Ha OECTOKOBOM IlepeHOce Oopa Ha Me-
TaJul B MOHHBIX pacIulaBax pazIMuyHOrO0 XMMHYECKOTO
coCTaBa U CTPOEHUS 110 METOIUKaM, paHee pa3pado-
TaHHBIM JJIs1 IOTy4YeHus HaHouactul TiB, u VB, [12,
13]. [IpumeHeHre HOHHBIX PacIjiaBOB B Ka4yeCTBE pe-
AKIIMOHHOM CPeJbl N3-3a 0COOCHHOCTEH WX CTPOCHHUS
1 CBOMCTB MO3BOJISIET MOJIyyaTh OOpPHUIBI METAJIIOB B
BH/JIE BBICOKOJIUCTIEPCHBIX TTOPOIIKOB.

Hamu cunTesupoBansl HaHowacTuilel NbB, mpu
B3aUMOACHCTBUH aMOP(HOro 6opa ¢ MOPOIIKOM HHO-
6us B nonnsix pacmiasax KCl u Na,B,0- B atmocde-
pe aprona ¢ papnenueM 4 MIla mpu 1073 K u mpomo-
KUTENbHOCTU B3aumoneicTBust 32 4. IlomyueHHbI
muOopua HUOOMSI, IO pe3ynbTaraM XHMHUYECKOTO
W DHEProJUCIEPCHOHHOTO aHaJN3a, MMEET COCTaB
NB,975010001-0.03» CI€I0B BOAOPONA U XIJIOPHUJ-
HMOHOB B HEM He oOHapyskeHo. [lo ganusiM POA, nu-
O0opua HHOOUS KPUCTAJUTM3YETCS B TeKCArOHAJTHHOM
CHUHIOHMM (IPOCTpPaHCTBEHHas TIpymnma P6/mmm,
cTpykrypusii  tun  AlB,, a 0.3100-0.3104, ¢
0.3278-0.3280 uM), mapamMeTphl PEHICTKA COTIIACy-
IOTCSI C INTEPATYPHBIMY JaHHBIMHU.
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Cpenuue nuametpsl (d, HM) MOTYYEHHBIX U3 pac-
w1aBoB yactur NbB, (1o gaHHBIM 3IEKTPOHHO-MU-
KPOCKOITMYECKUX M PEHTTeHOrpadUuecKuX HCCIIEN0-
BaHUI, a TAK¥KE 10 pe3yJbTaTaM U3MEPEHUS YIEeIbHOU
ITOBEPXHOCTH) B 00JIaCTH UX KOTEPEHTHOTO pPacCenBa-
Hus (Dy,;, HM) IPEACTABICHBl HUXKE:

NbB, n3 Na,B,0,d ~65 (s3nekrpoHHas MUKPOCKOTIHS ), ~67
(Syx 13.0 MY/r) Dy ~60
NbB, u3 KCI d ~64 (anexTpoHHast MUKpOCKOITHst), ~67
(Syz 13.0 M2/r) Dy ~59

He3aBrcnMo 0T XUMHYECKOTO COCTaBa U MPUPOJIBI
HMOHHOTO paciiiaBa CpeHUI TuaMeTp YaCTHI] TOPOIII-
ka NbB, 030k k 65 HM.

Hao6momaemsrit meperoc B Ha Nb B HOHHOM pac-
mase Na,B,0, nmu KCl, cornacio npezacraBieHUsIM
[11], MOoXxHO OOBSICHUTH 00pa30BaHUEM HOHOB HU3-
weit BanenTHOCTH B> 110 peakuuu (1) 1 ux B3auMO-
neiictBueM ¢ HHoOueM ¢ obpazoBanuem NbB, no pe-
akuuu (2).

B+2B2"

paciuiaBs

3B% 4+ Nb-— B

pacmiaB pacmiaB

——B* )

paciuiaB >
+NbB,. 2)

st yTOYHEHUS! KaueCTBEHHOTO COCTaBa MOBEPX-
HocTH Hanouactul] NbB, perucrpupoBanu ux peHT-
TEHOBCKHE (DOTODIEKTPOHHBIC CIIEKTPBI, COIIACHO
KOTOPBIM OCHOBHOH KOMIIOHEHT NHOPOIIKOB — NbB,,
SHEPrHs CBA3U IEKTPOHOB Ha ypoBHE Nb 3ds,, paBHa
203.4 5B u Ha ypoBHe B 1s — 188.4 »B, uto cormacyer-
CsI C JINTEpaTypHBIMU AaHHBIMU. Hapsny ¢ auausMu,
XapaKTEepHbIMU AJIS1 AMOOpUIa HUOOUS, IPUCYTCTBY-
0T ca0ble IMHUM, COOTBETCTBYIOIME OKCHIY Oopa u
okcuay HuoOust Nb,Os.

ITepen mpoBenmenuneM peakiuu amopdHOTO OO0pa
C TOPOIIKOM HHOOWS B MOHHOM pacIulaBe Ipe/Ba-
PHUTEIBHO TMONyYald IMOPOIIOK HUOOHS C pa3MepoM
gactuy 10-15 MKM HarpeBaHueM KOMMEPUYECKOTO
ITOPOIITKa HUOOUS C pa3MepOM HYacTHUIl ~45 MKM IIpH
1173 K B Bakyyme 1.3x107! I1a u noxsepranu ero 5
LMKJIaM THAPUpOBaHUs—AeruapupoBanus [14]. 3arem
noJjiydeHHbId nopomiok Nb u amopdHsIit 00p B cTe-
XHUoMeTprudeckoM KoimdectBe (1:2, r-aT) cMemnBamn
Y aKTHBUPOBAJH B IIAPOBOH TIAHETAPHON MEIBHUIIE
Pulverisette 6 (mapbl 13 HUOOUS, MIApPOBasi 3arpy3Ka
1:10, cxopocts Bpamenust 400 o6/muH, Bpemsi 0Opa-
6otku 40 MuH) B aTMOcdepe aproHa Ipu KOMHATHOM
TeMIeparype.

AKTHUBHPOBAaHHYIO CMECh IOPOIIKOOOpa3HbIX Nb
(9.21 1) u B (2.16 r) Bmecte ¢ Na,B,0, umu KCl (o
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14.0 T) B KBapIEBOW aMITylle TIOMEIATIN B PeaKkTop —
aBTOKJIAB M3 HEPXKABEIOLIEH CTaIl — B aTMocdepe ap-
TOHA BBICOKOM YHCTOTHI. PeakTop BakyyMUPOBaIH JIO
ocrarounoro aasnenus 1.3x107! [1a, 3anonusmm apro-
HOM mof nmasieHueMm 4 Mlla n marpeBanmu 32 4 mpu
1073 K. 3arem peaxkTop OXJIaKIadh 10 KOMHATHOU
TEMIepaTypsl U BBITPYXKald PEaKIHOHHYIO CMECh.
Criex m3Mensdany ¥ MOoCieoBaTenbHo 00pabaThiBa-
JM TUCTUITMPOBAHHOMN BOJIOW, 3THIIOBBIM CIIUPTOM,
alleTOHOM M BaKyyMHpPOBAJM IO OCTAaTOYHOIO JaB-
nenust 1.3x107" Ia. TlomydeHHBIH MOPOIIOK CHOBA
ITOMEIIAIA B PeakTop, oO0pabaThIBAIM BOIOPOIOM
B IIPOTOYHOM pexuMe 1oj aaBieHueM 5 Mlla npu
373 K, BaKyyMHpOBaJIi P KOMHATHON TeMITepaType
10 ocTtarounoro Bakyyma 1.3x107! ITa u BeIrpyx)anu
u3 peakropa B armocepe aprona. Bee nocnenyromniue
paboThl ¢ MOMYyYEHHBIM TaKUM 00pa3oM IUOOPUAOM
HUOOMS, BKIIIOYAsk 0TOOp MpoO Ha aHAJIH3, TPOBOANIN
B arMocdepe aproHa.

Pentrenodazopeiii anamm3 (PDPA) momydeHHBIX
HaHovyacTtul NbB, mpoBommnm Ha nudpaxTomerpe
ANII-2  (monoxpomarmueckoe CukK -nu3nmydeHue).
[MorpenHoCTh ONpeAeeHNUs TIEPHOIOB KPUCTAILTHYE-
ckoif pemerku NbB, He mpessimana 0.0003 um. ITo
MOPOIIKOBBIM M (ppaKTorpaMMaM OLIEHHBAJIK 0O0Ja-
CTH KOTE€PEHTHOTO paccenBaHus Dj;, B HallPaBICHUH,
NEPIEHIUKYISIPHOM II0cKoCTH hkl, 1o hopmyne Lle-
pepa (3).

Dy = kN By c0s By 3)
3nech k — k03 (HUIMEHT aHU30TPOIHH, KOTOPBIN ObLI
npuHAT paBHbIM 0.9; A — IJMHA BOJHBI PEHTTEHOB-
ckoro usnydeHus (Acy, 1.54178 A), 0 — nudppaxiu-
OHHBIH yroi, § — muprHa AU(PPAKIHOHHOTO THKA HA
TIOJIOBHHE €T0 BBICOTHI (B paJHaHax).

DNEeKTPOHHO-MUKPOCKOITUYECKUE HCCIIETOBAHUS
U PEHTTEHOBCKUHM SHEProJMCIEPCUOHHBIN aHaIN3
MPOBOAMIM Ha KOMIUIEKCE NPHOOPOB, COCTOSIIEM
U3 PacTpOBOTO CKaHHUPYIOIIET0 aBTOIMHUCCHOHHOTO
ANEKTPOHHOTO MHKpOcKoma Zeiss Supra 25 U peHT-
reHocrekTpaibHoil ycraHoBkH INCA x-sight. Pent-
reHoBckue (oroanekrponusie (PDD) crexTpsl pe-
THUCTPUPOBAIN HAa JJIEKTPOHHOM CIICKTPOMETpE IS
xumuueckoro ananuza PHOIBOS 150 MCD. Vnens-
HYIO ITOBEPXHOCTH 00pa3IoB (S) onmpenesnsim Ha aHa-
mm3arope Quadrasorb SI. McrounwkoM Bomopoxna c
yucToToll He MeHee 99.999% ciyxuil aBTOHOMHBIH
nabopaTopHEIA reHepaTop BOAOPOIA, COACPKAIIUI B
KauecTBe pabouero Marepuajia TUApHUIHbIE (a3bl Ha
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ocHoBe uHTepMmerauinaoB LaNis u TiFe, npunoun
JIEHCTBUS KOTOPOTO TTOApOoOHO omucas [15].

Xumudeckuil coctaB HaHodacturr NbB, ompene-
JIJIM 10 CTaHAAPTHBIM AaHAJIMTUYCCKHUM MCETOAUKAaM,
a TaKKe 10 pe3ysbTaTaM PeHTI€HOBCKOIO SHEPrOIUC-
[IEPCUOHHOI'0 aHAJIN3A.
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Synthesis of Niobium Diboride Nanoparticles Through Reaction
of Amorphous Boron with Niobium in KCI and Na,B,0- Ionic Melts

S. E. Kravchenko, A. A. Vinokurov, N. N. Dremova, S. E. Nadkhina, and and S. P. Shilkin*

Institute of Problems of Chemical Physics of the Russian Academy of Sciences, Chernogolovka, 142432 Russia
*e-mail: ssp@icp.ac.ru

Received September 21, 2020; revised October 13, 2020; accepted October 15, 2020

Close to spherical nanosized particles of niobium diboride with an average diameter of 65 nm were synthesized
through the reaction of amorphous boron with niobium powder at 1073 K in an argon atmosphere in ionic melts
KCl and Na,B,0O; (autoclave, argon pressure of 4 MPa, 32 h).

Keywords: nanoparticle, niobium diboride, amorphous boron, niobium powder, high-energy destruction, hy-

dride dispersion
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