Cexyus 3. Moougpuxayus ceoticme mamepuaniog
Section 3. Modification of material properties

OBPABOTKA UMITYJBbCHBIM 3JEKTPOHHBIM IYYKOM
CUCTEMBI «IIVIEHKA (Ti) / (B4C-KEPAMHUKA) HOAJOKKA»

10.®. UBanos?, M.C. Ilettokenu?, M.IL. Kanamnukos®, A JI. Tepecos?, B.B. Illyrypos?,
B.B. ITomucanosa?, A.A. Kinonoros®, O.J1. Xacanos?
1)thcmumym cunvrnomounou snekmporuxu CO PAH, np. Axademuueckuii 2/3, 634055 Tomck,
Poccus, yufis5@mail.ru, tad514@yandex.ru, shugurov@opee.hcei.tsc.ru
2 Hayuonansuuiii uccnedosamensckuti ToMCKu nonumexnuieckuii ynugepcumen,

np. Jlenuna 30, 634050 Tomck, Poccus, petukevich@tpu.ru, vredina@tpu.ru, khasanov@tpu.ru
S Unemumym gusuxu npounocmu u mamepuanosedenuss CO PAH,
np. Axademuueckuti 2/4, 634055 Tomck, Poccus, kmp1980@mail.ru

DTomckutl 20cydapcmeentblll apXumeKmypHo-CImpoumenbHbylll yHugepcumen,
ni. Consinas 2, 634002 Tomck, Poccus, Klopotovaa@tsuab.ru

Kap6uz 60pa ABIseTcs yHUKAILHBIM MaTepUanoM, 00/1adaroluM HU3KOH MIOTHOCTEIO (<2500 kr/m%), BhICOKOM
TBeprocTh (> 9.5 mo mkaze Mooca), XopoIIe TepMOCTOHKOCThI0 W XUMHYECKOH WHepTHOCThIO. K HemocTtaTtkam
KEepaMHKH Ha OCHOBE KapOuzma Oopa OTHOCHTCS HH3Kas TPEIIMHOCTOMKOCTh. IlocienHee cTUMynIHMpyeT MHOTOYMC-
JICHHBIE UCCIICOBAaHNUs, HalpaBJICHHbIE Ha Pa3pabOTKy METOJ0B MOJU(UIIMPOBAHUS KEPAMHUKH Ha OCHOBE KapOuia
6opa. Ilenpto HacToOsIIeH pabOTHl SABISIETCS aHAIM3 CTPYKTYPHO-(a30BbIX TpeBpaieHuii B cucreme «Ti / BiCy,
c(OpPMUPOBAHHON 3JIEKTPOHHO-HOHHO-TIIa3MEHHBIMU MeTogaMu. CucteMa «Metammyeckas renka (Ti) / (BaC
KepaMHKa) MOAJI0XKKa» OblJla CHHTE3UPOBaHa MyTEeM BaKyyMHO-IyTOBOTO IUIA3MEHHO aCCHCTHPOBAHHOTO Harlblie-
HUSI TUICHKH THTaHa Ha MOBEPXHOCTh 00pa3loB IpeIBapUTEIbHO TTOJIMPOBaHHOI KepaMuku. OCyIECTBICHO 00ITy-
YEHHE CHCTEMbl «IUICHKA/NOAJIOKKa» MHTCHCHBHBIM HMITYJIbCHBIM 3JEKTPOHHBIM ITyYKOM B PEXHME IUIaBICHUS
IUIEHKH THTaHa. OOIydeHHWe CONPOBOXKIAIOCH IMPEABAPUTEIBHBIM HAarpeBOM KEpaMHKH 10 Temmneparypsl (600-
700) °C. [Toka3aHo, Y4TO B pe3yJIbTaTe TEPMUUESCKOTO BO3ICHCTBYS, HHUIUHPOBAHHOTO O0IyYeHUEM, B IOBEPXHOCT-
HOM cJI0€ KePaMHKH TOJIIUHOM nopsanka 10 MKM MperMyIIECTBEHHO BIOJIb I'paHul KpucTamintos B4C gopmupy-
I0TCS IPOTSDKEHHBIE TIPOCIIONKN TUOOpHIa TUTAHA.

Knioueswie cnosa: xepamuka B4C; BakyyMHO-AyroBoe Mjaa3MeHHO aCCUCTHPOBAHHOE HAINBbUICHUE; IJIEHKA TUTa-
Ha; UMITYJIbCHBIN 3JIEKTPOHHBIN MTy4OK; CTPYKTYpa.
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Boron carbide is a unique material with low density (<2500 kg/m3), high hardness (> 9.5 on the Mohs scale),
good heat resistance and chemical inertness. An interest in the boron isotope 1°B is also associated with the fact that
it has an anomalously large neutron-capture cross-section, which makes it promising to use a material based on bo-
ron carbide in the nuclear industry. The disadvantages of boron carbide ceramics include low fracture resistance.
The latter stimulates numerous studies aimed at developing methods for modifying ceramics based on boron car-
bide. The aim of the paper is to analyze the structural-phase transformations in the «Ti / B4C» system formed using
electron-ion-plasma methods. Ceramic samples were prepared in the shape of tablets with a diameter of 14 mm and
a thickness of 3 mm busing the SPS-sintering method. B4C powder with an average particle size of 60 um was used
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for manufacture of the ceramics, previously ground on a pneumatic circulation apparatus to a submicron dimension
(the average particle size of the powder was 0.8 um) while maintaining the purity of the resulting raw material. The
"metal film (Ti) / (B4C ceramics) substrate™ system was synthesized by vacuum-arc plasma-assisted spraying of a
titanium film with a thickness of 1 um onto the surface of pre-polished ceramic samples. The "film/substrate" sys-
tem was irradiated with an intense pulsed electron beam in the titanium film melting mode (18 keV, 20 J/cm?,
200 ps, 30 pulses, 0.3 s1). The irradiation was accompanied by preliminary heating of the ceramics to a temperature
of (600-700) °C. The study of the phase composition and morphology of the ceramic structure in the initial state and
after modification by electron-ion-plasma methods was carried out using the X-ray diffraction analysis (diffractome-
ter Shimadzu XRD-7000) and transmission electron diffraction microscopy methods (device JEM 2100F, JEOL). It
has been shown that thermal action initiated by irradiation with a pulsed electron beam leads to formation of extend-
ed titanium diboride interlayers in the surface layer of the ceramics with a thickness of about 10 pm, predominantly
along the boundaries of B4C crystallites. Particle sizes vary in the range of 40-70 nm.

Keywords: B4C ceramics; vacuum arc plasma assisted spraying; titanium film; pulsed electron beam; structure;

properties.

Beenenue

KapOun 6opa nMeeT HU3KYIO IJIOTHOCTh
(=2500 xr/m%), BRICOKYIO TBepaocTh (> 9.5
mo mkaire Mooca), XOpoIIHe TEePMOCTOM-
KOCTh U XMMHYECKyH UHepTHOCTH [1, 2]. B
HacTosilee Bpemst kapouj Oopa paccmarpu-
BacTCs B KayecTBE 3aMEHHTENs KapoOuma
kpemuus (SiC), T.k. obnagaer xopouiei us3-
HOCOCTOMKOCTBIO TIPY CPAaBHUTEIHHO MAJIOH
IUIOTHOCTU. AKTYaJIbHBIM SIBJISIETCSI MCIIOJIb-
30BaHMe KapOuaa Oopa B KayecTBE MarepHa-
Ja OpOHEeXHIIeTa, T1e ero HU3Kas IJIOTHOCTh
(> 30% wmeHbllle, YeM y KOHKYPHUPYIOIIMX
MaTepHajoB, TaKMX Kak KapOua KpeMHUs)
ABJI€TCS OOJBIIMM TNpeumyliecTBoM. M3-3a
ocoboit croco6nocTH u3otona °B 3axparhl-
BaTh HEWTPOHBI, MaTepHajbl HA OCHOBE Kap-
O6una 60pa HaXOAAT MPUMEHEHHE B sJIEPHOM
npombinuieHHoctd [3]. Kapoun Gopa Tarke
NEPCHEeKTUBEH MPH CO3JaHUU MeTaloKepa-
MHUYECKUX MaTepUaIOB, H3TOTOBJIEHHBIX C
UCIIOJIb30BAaHUEM YacTUIl WM BOJOKOH BsC
[4, 5]. HeratuBHO#1 CTOpOHO# KepaMHKH Ha
OCHOBe KapOujga Oopa SBISETCS BBICOKas
TEeMIieparypa CIIeKaHUs W BBICOKas IOpH-
CTOCTh O0PAa3LOB CIOXKHOH IeOMEeTPHUYECKOM
dbopMbl, ToKanbHast amopgu3anus Ipu BbICO-
KOCKOPOCTHOM BO3JICHCTBUM M HH3Kasl Tpe-
mUHOCTOMKOCTE [6, 7]. Tlocneanee npemrmo-
Jaraet pa3pabOTKy METOA0B MOIU(PHUIMPO-
BaHMsI KEPAMUKH Ha OCHOBE KapOua Oopa.

Llenbio HacToAwIeH pabOTHI ABISETCS aHA-
T3 CTPYKTYpHO-(Da30BBIX TPEBpAIICHUN B
cucreme T1/B4C, chopmupoBaHHOW 3JeK-
TPOHHO-MOHHO-TNIA3MEHHBIMH METOIAMH.

Martepuana 1 MeTOAbI MCCJIeI0BAHUS

OOpa3ipl KepaMUKU M3TOTABIUBAIN B
¢dopme TabneTok nuamerpom 14 MM u TOI-
muHoi 3 MM metoaoM SPS-cnekanus (ycra-
HoBka SPS 155 (SPSSYNNEX)). Jlns usro-
TOBJICHHS KEPAMHMKH HCIOJIb30BAIH ITOPOILIOK
B4C co cpennum pazmepom yactui 60 MM,
[PeBapUTEILHO U3MEIbUYEHHBINH HA THEBMO-
UPKYJSIIAOHHOM ammapare 0 CyOMUKpOH-
HOW Pa3MepHOCTH (CpeiHUi pa3Mep YacTHIl
nopoika 0.8 MKM) Npu COXpaHEHUH YUCTO-
ThI TOJIy4E€HHOTO ChIpbsi. B MOpOIIOK-0CHOBY
BBOAWIN J00aBKy 10 Mmac. % HaHOmopoIlKa
kapOuaa Oopa. [lneHKy TuUTaHa TONLIMHOM
1 MKM Ha MMOBEPXHOCTh KEPAMUKH HAITBUISITH
BaKyyMHO-IYTOBbIM IUIa3MEHHO aCCHCTUPO-
BaHHBIM MeTOJOM Ha ycrtaHoBke «KBUWH-
TA». O6nyuenue cuctembl «mienka (Ti) /
(B4C) monnoxka» HMITYyJIbCHBIM 3JIEKTPOH-
HBIM ITYYKOM OCYIIECTBIISUIM Ha YCTAHOBKE
«COJIO». Pexum o0myuyeHus: dSHeprus
YCKOPEHHBIX 3JIEKTpOoHOB 18 k3B; minrens-
HOCTh uUMIyJibca BozzaencTBus 200 MKc; Ko-
JMYECTBO UMIynbcoB 30; yacTtoTa cienoBa-
uusa ummynscos 0.3 ¢l; muotHOCTS SHEprHEH
myuka snextporos 20 Jlx/cm?. Tlepen o6y-
YyeHrueM 00pa3libl HarpeBaju 10 TeMIepary-
ps1 =700°C. Hccnenoanne (Ha3o0Boro cocra-
Ba ¥ MOPQOJOTHH CTPYKTYPHl KEpaMHUKH B
HCXOJIHOM COCTOSIHUM U TOcie MOAM(UIIN-
pPOBaHMS OCYIIECTBIISUIM METOJIaMU pEHTTe-
HOCTPYKTYpPHOTO aHanu3a (IuppakToMerp
Shimadzu XRD-7000) u mpocBeunBaromici
AIIEKTPOHHON JU(PPAKIMOHHOW MHUKPOCKO-
nuu (mpubop JEM 2100F, JEOL).
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Pe3yabTaTsl M NX 00Cy:KI€eHHE
HccnenoBanue ¢Ga3oBoro cocraBa CHUCTE-
MBI «MeTayunyeckas rieHka / (BsC kepamu-
Ka) MMOJIOKKa» Tepes] 00TyUCHUEM HMITYJIb-
CHBIM DJIEKTPOHHBIM ITYYKOM BBITIOJNHSIIH C
HCIoNb30BaHueM 0a3 nmanHHelix PDF4+, a
TaKXe MPOrpamMMbl MOJIHOMPO(PHUIHLHOTO aHa-
muza POWDER CELL 2.4. Pe3ynbrarsl uc-
CIIEZIOBAaHUI IpE/CTaBICHBl B BUJAE ydyacTKa
pPEHTreHOTpaMMBbI Ha puc. 1. AHaNU3 pe3yIib-
TaToB, MOJy4YeHHbIX MeToaamu PDA, moka-
3aj, 4TO C(HOPMUPOBAHHAS CHUCTEMA «ILUICH-
Ka/TIOJITIOKKA» SBISETCS MHOTO(a3HOM: BBI-
SIBJICHBI, HApsILy ¢ KapOuIoM Oopa, BKITHOYE-
Hus rpadura ¢ ['TIY kpucrammdeckoi pe-
mretkoit (29.6 mace. %), B-Ti (2.9 macc. %) u
a-Ti (4.5 macc. %). ObGacTH KOrepeHTHOTO
paccenBaHus KepaMuKu (34.2 HM) U TJICHKH
tutana (B-Ti — 23.0 uam u o-Ti — 24.1 HM)
OMM3KM M OTHOCATCS K HAHOPa3MEPHOMY
IuanazoHy. MHKpPOUCKaKEHHS KpPUCTAJUIH-
yeckoil pemeTku TieHkH o-Ti (66.8-10%) u
B-Ti (15.4-10%) cymecTBeHHO HPEBHILAIOT
MUKPOUCKAKEHUSI KPUCTAIUIMYECKON perieT-
ku kepamuku (0.68-10™). ITocienuee ykassl-
BacT HAa BBICOKHI YPOBEHb HANPSKCHUH,
dbopMHUPYIOIIUXCS B TUIGHKE THTaHA TIpH
OCaXJICHUU Ha KepaMHKy KapOuaa 6opa.
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Puc. 1. (Dpal“MeHT PEHTTCHOTPaMMbl CUCTEMbI «IJICH-
ka (Ti) / (BsC kxepamuika) mouIoskka» mepen ooiyde-
HUEM UMITYJIbCHBIM JJICKTPOHHBIM ITYYKOM

Fig. 1. Fragment of an X-ray diffraction pattern of the
«film (Ti) / (B4C ceramic) substrate» system before
irradiation with a pulsed electron beam

OOnyyeHHe CHUCTEMbl «MeETaJUTMYeCcKast
wienka (Ti) / (B4C kepamuka) MOITIONKKA»
UMIYJIbCHBIM 3JIEKTPOHHBIM ITyYKOM COIPO-
BOXKJaeTcs: (POPMUPOBAHHEM B TIOBEPXHOCT-
HOM ciioe qubopuna turana (puc. 2). OTHO-

CUTEIIbHOE COJepXKaHhe TUOOpUAa TUTaHA
nocturaet 21,6 macc.%.

y
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Puc. 2. ®parmeHT peHTreHOrpaMMBbl CUCTEMBI «ILICH-
ka (Ti) / (B4C xepamuka) moJuoxka» (COCTOSHHE I10-
ciie 00Ty UeHUS UMITYIbCHBIM 3JIEKTPOHHBIM TY4KOM)
Fig. 2. Fragment of an X-ray diffraction pattern of the
«film (Ti) / (B4C ceramic) substrate» system after ir-
radiation with a pulsed electron beam

Meramueckuil TUTaH B IOBEPXHOCTHOM
cioe o0JydeHHOro oOpaslia He BBIABIISIETCS.
Pa3meprl obiacTeil KOrepeHTHOIo paccenBa-
HUS KepaMUKHU KapOujaa 60opa yBeIMYUBAIOT-
cs ¢ 34 mo 233 HM, 4TO MOXET OBITH 00Y-
CJIOBJIEHO TEIJIOBBIM 3(PeKToM, MMEIUM
MECTO TIpU OOJYYEHHUH CHUCTEMBI «IUICH-
Ka/TIOJUI0KKa» HMITYJIbCHBIM 3JIEKTPOHHBIM
mydkoM. OOJacTH KOTEPEHTHOr'O0 paccerBa-
HUS yacTull Aubopuja TuUTaHa U rpadura
O0ausku U cocraBisioT 40.8 u 42.7 HM, cOOT-
BETCTBEHHO. OOJlyueHHe CUCTEMbI «IUIEH-
Ka/TIOJUTOKKa» TIPUBOJIUT K CYIIECTBEHHOMY
(6onee vyem B 4 paza) yBENIHYCHHUIO MUKPO-
HUCKQ)KEHUM KPHUCTAIIMYECKON PElIETKH Ke-
pamMuku KapOuzaa Oopa. ITO MOXKET CBHe-
TEJIbCTBOBATH O BHEAPEHUH aTOMOB THTaHA B
KPUCTAJNTMYECKYIO PEIIETKY KepaMHUKH.

CtpyKTypa KepaMHKH Tiepes] U mocie o0-
JdydeHus Moka3zaHa Ha puc. 3. OOmydeHue
cucTeMbl «MeTautnyeckass tienka (Ti) /
(B4sC xepammka) MoAiI0XKKa» HUMITYJIbCHBIM
DIIEKTPOHHBIM ~ MYYKOM  CONPOBOXKIAETCS
(dbopMHpOBaHHEM B IOBEPXHOCTHOM CJIO€ Ke-
pPaMHUKH TPEUMYIICCTBEHHO BJIOJIb TPAHUI]
3epeH MPOTSLKEHHBIX Mpocioek  (puc. 30,
MPOCJIONWKHM yKa3zaHbl cTpenkamu). [locnen-
Hee, OYEBU/IHO, YKa3bIBaeT Ha (ha3oBbIE Mpe-
BpaIlleHUs B KEpaMHKe TIPU B3aMOICHCTBUH
TUTaHa ¢ KapouIoM Oopa.
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6(b)

Puc. 3. Ctpykrypa kepamuku B4C: a — ucxomnHoe co-
CTOAHUC, 6 — mocie 06nyquI/1$[ CHUCTEMBI «(IIJICH-
Ka/] MOJAJIOKKa» UMITYJIbCHBIM DJICKTPOHHBIM ITY4YKOM
Fig. 3. B4C ceramics structure: a - initial state; b - after
irradiation of the «film / substrate» system with a
pulsed electron beam

MeToaMu TEMHOMOJIBHOTO W MHUKPOJIH-
(pakIMOHHOTO aHalM3a C TOCIEAYIOUIIM
WHAWIMPOBAHUEM  MHKPOAJIEKTPOHOTPAMM
ocyiecTBiieH (a30BbIii aHaTU3 (HOPMUPYIO-
IUXCSI IPU O0JTyYeHUH TPOCIIoeK (puc. 4).

NupnnmpoBaHne MHUKPOIIEKTPOHOTIPAM-
MBI (puc. 4) MOKa3bIBAET, YTO OOIyUEHHE CH-
creMbl «Mmetautndeckas tuieHka (Ti) / (BaC
KepamMHKa) MOJJO0XKKa» HMITYJIbCHBIM JIIeK-
TPOHHBIM ITyYKOM MPUBOIUT K 00Pa30BaHUIO
yactuil 6opuaoB TuTana TiB;. Pa3mepsr ya-
CTHI] U3MeHsIoTcs B ipenenax (40-70) am.

3akio4eHue

MeTonaMu pPEHTTEHOCTPYKTYPHOTO aHa-
mu3a (mudpaxtomerp Shimadzu XRD-7000)
U TPOCBEUYMBAONICH AJICKTPOHHON Audpak-
MOHHOM  MuKpockonuu (npubop JEM
2100F, JEOL) ocymiecTBiIeHBI UCCIIETOBAHMS
CTPYKTYPHO-()a30BbIX MpEBpAIICHU B CH-
creme «twieHka (Ti, 1 mxm) / (B4C kepamuka)

6(b)

Puc. 4. CgernomosisHoe (a) W TeMHOMNOJbHOE (0)
I/I306pa)KeHI/I$I CHUCTEMBI «HJ'IeHKa/HOZ[J'IO)KKa», 06J'Iy—
YEeHHOU HUMITYJIbCHBIM 3JICKTPOHHBIM ITY4YKOM. BcraBka
Ha (0) — MHKpPO3JIEKTpPOHOTpaMMa (CTPENIKOH yKa3zaH
pedurexc, B KOTOPOM TOIyYIEHO TEMHOE ITOJIE)

Fig. 4. Bright-field (a) and dark-field (b) images of the
"film/substrate” system irradiated with a pulsed elec-
tron beam. Insert on (b) is the microelectronogram
(the arrow indicates the reflex, in which the dark field
was obtained)/

MOJTIOKKa», CPOPMUPOBAHHON SIEKTPOHHO-
HOHHO-IIJIa3MEeHHBIMM MeTogamu. Iloka3aHo,
YTO B pe3yJbTaTe€ TEPMUYECKOTO BO3JEH-
CTBUsI, MHUIIMMPOBAHHOTO OOJy4YEHHEM HM-
MyJIbCHBIM 3JEKTPOHHBIM IY4YKOM, B TIO-
BEPXHOCTHOM CJIO€ KEPAMHUKH TOJIIMHON TIO-
paaka 10 MKM MpeuMyIIECTBEHHO BIONb
rpanull  kpuctamuutoB BsC  dopmupyrotcs
MPOTSHKEHHBIE MPOCTOWKHN AUOOpUIA TUTAHA.
OTHOCHUTENBHOE CconepKaHue nubopuma TH-
taHa pocturaetr 21.6 macc.%. Pa3smeps ya-
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cTull AMOOpHIa TUTaHA U3MEHSIOTCS B Ipe-
nenax (40-70) am.

PaGora BbImonHeHa TpU (PUHAHCOBOM
noaaep:kke PH® (mpoekt Ne 19-19-00183).
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