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NOJIYYEHWE MOPOLUKA ANBOPUNAA LULMPKOHWA AN1A
CMNEKAHWA TOHKOW TEXHUYECKOW KEPAMUKW

MpoBedeHbl UCcCnefoBaHKs MO NOMYYeHUO MOPOLLKOB ZrB, ¢ MUHUMAabHLIM COLepXaHWeM npuMeceii
Kap6ya60pHLIM CMOCOBOM M3 MIa3MOXMMMYECKUX NOPOLLKOB ZrO,. Mpy NpoBeAeHN CHTe3a BbIXOZ MO
ZrB, coctasun 6onee 99 %. MopoLky 6bI1M NOMOMOTbI B MHEBMOLEHTPOGEXHOM annapare A0 pasmepa
yacTmL, He 6onee 10 MKM. OTMEYeHO MOBbILLEHHOE COLepPXKaHue Xese3a B HUX Noc/e nomora.

Researches on making of powders ZrB, with the minimal content of impurities from plasmochemical
powders ZrO, by carbonideboric process are carried out. At carrying out of synthesis the output ZrB, has
made more than 99 %. Powders were milled in the pneumocentrifugal device till the size of particles no
more than 10 um. The increased content of iron in them after the milling is marked.

Kepamunueckne u3genus crneunaibHOro HasHaveHusi (TOHKas TexHuyeckas
KepaMmnka) HaxogsaT LUMPOKOe MPUMEHEHUE B Pa3/IMYHbIX OTPAC/sSX MPOMbILLIEH-
HOCTMW, Ha4yMHas OT MaLIMHOCTPOEHUS Y MUKPO3NEKTPOHNKN MU KOHYad aTOMHOM
3HepreTMKoi. MNpuyem aKcnIyaTaLnOHHbIE XapaKTEPUCTUKM U3LENNIA TeM NyuLle,
YeM BblLLe YMCTOTa MCXOAHOr0 KepaMMyecKoro marepvana, U3 KOTOpOro OHu 13-
FOTOB/IEHBI.

Ha Cnbrpckom XMMMUYecKoM KombuHaTe AaBHO MPOBOAATCA paboTbl Mo Mo-
NYYEHUIO MOPOLLUKOB OKCMA0B METa/I/IOB U Pas/IMyHbIX KOMMO3UTOB Ha UX OCHOBE,
a TaKXke M3roTOB/IEHUIO N3 HUX KepaMUYeCKMX M3AeNniA MPOMbILLIEHHOrO Ha3Ha-
yeHus. B ocHoBe pa3paboTaHHOM TEXHOJIOTUN NIEXXUT CNocob TepMUYECKOro pas-
NOXEHUA a30THOKMC/IbIX COMEen MeTaIoB NpY PacnbIeHUN X BOAHBIX PacTBOPOB
B M/JIa3MEHHbIN MOTOK TEM/IOHOCUTENSA, peasin3yemMblii Ha BbICOKOYACTOTHbLIX WH-
AYKLUMOHHBIX MN1a3MOXMMUYECKNX YCTaHOBKaX. [aHHbIn cnocob noslyyeHuUs TOH-
KOAUCMEPCHBIX MOPOLUKOB MPaKTUYECKN He MPUBHOCUT B HUX MPUMECEN KOHCT-
PYKUMOHHbIX MaTepuasos, B cuiy 6e33/1eKTpo4HOro ropeHusa BY-paspsaga v npo-
TeKaHWa peakuuin B 06beMe peaktopa. CogepxxaHue npruMeceii B MOPOLLIKOBbLIX Ma-
Tepuanax onpeaenseTca TobKO "YMCTOTOM™ NCXOAHBLIX PacTBOPOB, NOABEPrHYTbLIX
TEPMUYECKON 06paboTKe.

B HacToAWwmin MOMEHT Ha KOMBMHaTe NPOBOAATCSA PaboThbl MO pa3paboTke HO-
BbIX TEXHO/OIMMIA CUHTE3a MOPOLLKOB HEOKCUAHbLIX MaTepuanos, 6asupytoLymecs
Ha JOCTUTHYTbIX paHee pesynbTartax.
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Llenbto faHHOro nccnefoBaHNsA ABNSETCA Pa3paboTKa TEXHONOrUK NOyYeHNs
nopoLuKa avéopnaa umpkoHus (ganee ABLL) ¢ MMHMMa/IbHBIM COAEPXKaHUEM NPU-
Mecei, NPUrogHoro Ans CrekaHusi TOHKOM TeXHUYECKON KepamMUKM (KOHKPETHO,
"MULLEHeN" AN MarHeTPOHHOrO HanblieHus). CoepXKaHne Kaxaoro Np1MecHoOro
afleMeHTa Mo OTAENbHOCTU He A0/MKHO npesblwaTts 1000 ppm (0,1 macc. %) u B
cymme — He 6oniee 5000 ppm (0,5 macc. %); cofep)kaHue yrnepoaa AonycKaeTcs
He 60n1ee 10000 ppm (1,0 macc. %).

Anoopna uMpkoHus (xum. gopmyna ZrB,) — TyronnaBkoe CoefiMHeEHWE C Bbl-
COKOM Temnepatypoir nnasneHuns (okono 3040 °C), vmerollee TeopeTUYECKYHO
NAOTHOCTL 6,09 r/cM®. 3TO XMMWYECKM WHEPTHOE COeAVHEHMe, YCTOWYMBOE K
oKucneHuno npu Temnepatypax fo 1000 °C. N3pgenna wm3 OBL, nsrotasnnsaroTce,
KaK npaBuio, METOLOM rops4yero npeccoBaHusi. CrneyeHHble W3Lenus UMerT
TBEPAOCTb Mo Bukkepcy — 1200 + 2400 KIc/MMm?,

Ana nonydveHus OBL, 6611 Bbl6paH n3BeCTHbIN [1] 1 npocTon B annaparyp-
HOM 0(hOpM/IEHMM Kap6NABGOPHBIA CNOCO6 CUHTE3a MO peakLun:

2710, + B4,C + 3C = 2ZrB, + 4CO1 (1)

O[IHO 13 NPeMMYLLECTB peann3aumm rnpouecca no AaHHOW peakuun 3aknroya-
eTca B Tom, 4yTo BLL He 3arpsAsHaeTca No60YHbLIMK NPOAYKTaMKU peakumn, a obpa-
3yHOLMIACA ra3oo6pasHblii OKCUA Yrnepoga Nerko yaansetcs npv BakyymmupoBa-
HUW. [1na NpoBefeHNs 3KCNepUMEHTOB B Ka4eCTBE UCXOAHbLIX peareHToB MCMosb-
30B/INCb XMMUYECKWN YNCTbIE MOPOLLKOBbIE MaTepuasbl: Kapbug 6opa ¢ HOMEPOM
3epHa 8H 3anopoxckoro MO «A6pasvBHbIA KOMOUHAT», Yrepos TEXHUYECKUIA
mMapku M1-514 nponssoactea OMCKOro MHCTUTYTa npobnem rnepepaboTKn yrneso-
popogos CO PAH, aMokcug UMPKOHWA, NOMYYEHHbIR Ha Ni1asMOXMMUYECKOR yc-
TaHoBKe CXK (Tabnunua).

Tabnuua
Copaep>xaHue nprMMeceli B MOPOLLKAX UCXOAHbIX peareHToB 1 nonyyYeHHoM 6L

C Na Ca Fe Cr Ni Cu Al Si
ZrO,, NX - 10,0054 | 0,091 | 0,007 |0,0018| 0,001 |0,0001| 0,004 |0,0042
B,C, H8 - 10,0066| 0,091 | 0,33 | 0,008 |0,0036| 0,001 | 0,034 | 0,027
C, M-415 - 10,0046| 0,013 |0,0041|0,0003|0,0003| 0,001 |0,0023| 0,022
ZrB,, no nomona 0,590,0025| 0,023 | 0,16 |0,0083|0,0025| 0,005 - 0,086
ZrB,, nocne nomona (0,52 | 0,02 | 0,031 | 0,61 | 0,026 | 0,012 | 0,006 | 0,006 | 0,04
OTces - 10,003 | 0,007 | 4,48 | 0,095 | 0,044 | 0,006 | 0,026 | 0,01
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MpyMeHsieMble 418 CMHTE3a MOPOLLKN AMOKCUAA LUMPKOHMS NPeACTaBAoT
C060M TOHKOAMCMEPCHblEe MaTepuasbl, COofepKallMe B CTPYKTYpe KpucTasinnye-
CKYHO 1 amMOpP(HYO0 pasbl, OCHOBHbLIMW MOP(O/IOTMYECKUMIN COCTaBNAOLLMMU KO-
TOpbIX (MO AaHHbLIM 3/IEKTPOHHOM MUKPOCKOMMK, pUC. 1) ABNAOTCA NONAMKpuUCTan-
nn4yeckme cepbl U X 06/10MKK, 06M1afatome 3epeHHONn CTPYKTYPOi 1 chepude-
CKMEe MOHOKPUCTa/I/IMYeCKe 06pa3oBaHns. OPOLLKM Haxo[AaTcAa B 3HEProHachl-
LLeHHOM COCTOSIHUM W A/1 HUX XapakTepHa BbICOKas peakuMOHHas Crnoco6-
HOCTb [2].

cxofHas cMecb peareHToB, MPUIroTOB/IEHHAs C HEOONbLUUM U30bITKOM Kap-
6upaa 6opa (ans obecneyeHns 6osee NOMHONO NPOTEKaHMS peakuumn ¢ BbIXOAO0M MO
[BL, 6nm3kmm K 100 %), nepemelurBanacb B 6apabaHHO MefbHULE, 3amno/HEH-
HOW CTa/lbHbIMM LUapamMu, nocne Yero 6puKeTUpoOBanach 1 3arpyXanacb B rpafu-
TOBble Kancenu. CUHTe3 NpoBOANU/ICA B MHAYKLMOHHOW BaKyyMHOW Meyn Mapku
OKB-500/4. MonyyeHHble cnekn 6L pa3gasnmBannch NpeccoM U NpPocenBaiUCh
yepes CUTO C AYeeld pasmepom 1 MM. PeHTreHoga3oBbIi aHa/IM3 CUHTE3UPOBaHHbIX
MOPOLLUKOB MNOKa3an cofepXxaHue B HUX ABL, 6onee 99 %.

Puc. 1. Mopdonorunyeckasi CTpyKTypa niasmMoXMMUYECKNX NOPOLLKOB AMOKCU/A LIMPKOHMS:
1 — MOHOKpUCTa/IIMYecKme cihepbl; 2 — MONUKPUCTIMYECKME MYCTOTENble CHEpbI.

B nutepatype coobuiaetca [3], 4TO Ans N3roToBNEHUSA U3AENNIA N3 TYron/as-
koro [ABLL mMeTogom ropsyero npeccoBaHMA MCMNOMb3YHOTCA MUKPOMOPOLUKM C
pasmepom yactuy, 1 — 10 MKM. [MonyyeHue "TOHKMUX" MOPOLLKOB TYrOnjaBKux, U,
KaK MnpaBuo, BbICOKOTBEPAbIX COEAMHEHWIN C MUHUMA/IbHBLIM COAEPXKaHWEM Npu-
MeCeil ABNAETCA C/OXHOW TEXHMYECKOW 3ajadveil B CUY BbICOKMX abpasvBHbIX
CBOWCTB [laHHbIX MaTepunanos. TpaanLUMOHHbIE METOAbI NPON3BOACTBA TaKUX MUK-
POMOPOLLIKOB M3MeSIbY4eHNeM B LLAPOBbIX MeNbHULUAX C CTa/lbHbIMM LIapaM U Mo-
cneaytoLlen KMCNOTHO-LEN0YHOM OTMbIBKOW OT NpUMECei N BOAHOW Knaccugu-
Kauuen no pakuymsam He no3sBoAT Moy4YaTb NPOAYKT HY)KHOIO KayecTsa HY Mo
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rpaHy/IoMeTpun, H MO COAEPXKaHWMI0 npumeceit. icnonb3oBaHve 41g U3MesSbye-
HUA BMOPO- M NMaHETAPHbIX MEbHUL, He HALI0 NPOMbILIEHHOro MPUMEHEHUS
13-3a NPo6/1eM C BbIGOPOM M3HOCOCTOMKON (PYTEPOBKM 1 MeNtowmx Ten [4].

B cBsi3 ¢ 3TUM 6Obin cfenaH BbIOOP Ha KOHCTPYKLMU MeSIbHUL, B KOTOPbIX
N3MesibYeHMe BbICOKOTBEPAbIX MaTepuasioB NPOUCXOAMT 38 CHET MHOFOKPATHOrO
pa3pyLUaloLLEero KoHTakTa Yactuy, apyr ¢ gpyrom. B gaHHown pabote nomon ABL,
Npoun3BoAW/CS B NHeEBMOLIETpobexXHOM annapaTe (ganee MNMLA), paspaboTaHHOM B
TOMCKOM rocyfapCTBEHHOM YHMBEPCUTETE M MCMOMb3YEMOM [15 MPOU3BOACTBA
TOHKOAWCIMEPCHbIX MOPOLLKOB Pas/IMyHbIX MaTepuanos. W3menbyeHne 4acTul
[AOCTUraeTCa 3a CYeT B3aMMOLENCTBUA BbICOKOCKOPOCTHbIX HEeA0PaCLUMPEHHBIX ra-
30BbIX CTPYW C HaCbIMHbIM C/I0EM LMPKYINPYIOLLEro AMCNepcHOro marepuana. B
CTpYe 3a CYeT 60/1bLUOr0 rpaAneHTa CKOPOCTen 06pasyroTcsl MUKPOBUXPU pa3ny-
HOro macLuTaba, B KOTOPbIX MAYT UHTEHCKBHbIE B3aVIMOLENCTBUS MEXIY YacTu-
uamMun. B pesynbrate MHOXEeCTBa MUKPOLMK/IOB COYAapeHuin B Npouecce MHOro-
KPaTHON peumpKynaumMmn AUCMEPCHOro MaTtepuana B 30HY U3Me/IbYeHUs NPOUCXO-
[AWT YCTa/IOCTHOe paspylueHue yactuy, [5]. MpowussogutensHocTs MLA npu ums-
menbyeHun ABL, coctaBuna npumepHo 1 Kr/yac. 'paHy/NOMETpPUYECKUA aHann3
06paboTaHHbIX B MUA nopowkos ABLL 6bin BbINOMHEH Ha fla3epHOM AM(paKLin-
OHHOM aHanmsatope «AHanusette 22» (puc. 2). BugHo, 4TO MOPOLIKM ObINN MO-
MOJIOTbI 0 pa3sMepoB YacTuy, meHee 10 mkMm. CpefHuiA pasmep 4acTuL, COCTaBuW
2,7 MKM. T1py 3TOM NOPOLLIKM UMeNU YAenbHYH NOBEPXHOCTb 2,0 + 0,2 MA/T.
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Measuring Range
Resolution
Absorption

Measurement Duration

Interpolation Values

10.0 %
40.0 %
70.0 %

==
<=
e

87.0 %

o=

Statistical Means. ..
Arithmetic Mean Diameter
Geometric Mean Diameter

Harmomic Mean Diameter

Statistical Modes

Skewness

Curtosis

0.31 [um] - 300.74 [um] Purmp 100][rpr
82 Channels (17 mm/ 114 mm } Stirrer 3[rpm]
7.00 [%] Ultrasonic 100
5 [Scans]
C:\Program Files\a22___ 32\fritsch\5_100 fov
0881pm 200% == 1229 pum 300% <= 1.553 um
1811 pm 500% <= 2.315pum 600% == 2779 um
3332pm BOOD% <= 4044 pum 900% == 5105 um
6623 pm 1000% <= 10.237 pm
1m0 e . dii|e "
Ed v 3
] a,-" 4§
B / L7
8 4 " 6
5 s
4 | i
k1] 3
.t I :
1] l:| 1% H_h |1
0 1 . . 0
01 (k] 5 10 810 W0 1000
2.697 pm  Variance 2 8658 pm?
2184 pm  Mean Squre Deviaton 1 693 ym
Cluadratic Square Mean Diameater 3179 pm  Average Deviation 1345 ym
1.724 pm  Coefiiciant of Variation 62.767 %
8997 Mode 2.853 pm
B7T1 Medan 2312 ym
1.823 Mean/Median Ratio 1 166

Span

Uniformity

&7

Puc. 2. IMpoToKoN N3MEPEHNS rpaHy/I0METPUYECKOr0 cocTasa NopoLukos ABLL nocne nomona.

[Mpn paccmoTpeHmun nomonoTbiXx B TNLLA nopowkos ABL noa pacTpoBbiM
3/IEKTPOHHLIM MUKPOCKOMOM 6b1710 BUAHO (puc. 3), UYTO YacTuubl B OCHOBHOM
MMEeKT HEPABHOOCHYO POPMY CO CKOMOTbIMK Kpasmn — "'LebeHKa™,

Puc. 3. Mukpod

h {
oTOrp

admna namenbyeHHoro 8 NMUA ABL|

LleHa feneHunst Ha pa3MepHO nnHelike — 10 MKM, yBenuyeHue — x2000.
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XVMUYECKMIA aHaIM3 MUKPOMOPOLLIKOB NOC/e MOMOsIa Mokasas, yYTo IMMUTY-
PYHOLLEN NPUMECHIO, OnpefenstoLlen KauecTso nopolkos ABLL, sBnseTca xene-
30 (Tabn. 1). OCHOBHOE 3arpsi3HeHMe MopoLUKa MPOUCXOAUT NPU U3MeNbYEHUM
yactuy, B MNLUA. INpoaHann3nposas cocTas "oTceBa” 13 MNLA nocne nomona 6bis10
00OHapy»eHo, YTO OH COCTOMUT B OCHOBHOM M3 Kapbuaa 6opa. MOXHO npeanosno-
XWUTb, UTO HATUPAHWE XKefe3a C BHYTPeHHUX nosepxHocTen MLUA npounssenu 60-
nee TBepApble (No cpaBHeHuto ¢ [BLl) HenpopearnposasLune YacTulpbl Kapbuia 6o-
pa BO Bpems LMPKYMPYIOLLEro obpallieHnst BHYTpuY annapaTa.

13 nonyyYeHHbIX NOPOLLIKOB Ha YCTaHOBKe ropsayero npeccoeaHns CXK 6biin
CrneyeHbl KepaMmyeckue o0bpasLibl C NIOTHOCTLIO 10 96 % OT TeOPeTUYECKONA.

NTak, B Xo4e NpoBeAeHHbIX 1cCnefoBaHuiA Oblin nony4veHbl nopowku ABL,
NPUrofHble ANA N3rOTOB/EHUA TOHKOW TEXHWYECKOW KepamMWnKW; B TOXE BpeMS
MPOAO/MKAKOTCA PaboThl MO CHYXKEHWNIO B HUX COLEPXKaHUA XKesesa.
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