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Mertopamu auddepeHinanbHoi CKaHUPYIOLUEN KaJIOPUMETPUY, AaTOMHO-CU-
JI0BOW Y 3N1€KTPOHHON MUKPOCKOIIUWU UCCIIEA0BAHL U3MEHEHUA CTPYKTYPHL
B MeTannanyeckux crexknax CoFe, ,Si, Mn, B . mocne o6nyyennsa noramu
Ar* c sneprueint 30 k3B npu Temmeparypax 100 — 300°C n mocTpanua-
LIMOHHBIX OTXKWUTOB A0 TeMrnepaTyps 600°C. IlokasaHo, UTo o6nyyeHue
IIpW TeMIlepaTypax HUXe TeMIepaTyp kpucrannmsauumn (430 n 548°C)
IMIPUBOAUT K HAHOCTPYKTYPUPOBAHNIO MeTalLINYeCcKoro crekna. Hanoc-
TPYKTYpa COCTOUT W3 KlacTepoB pasmepoM 20 — 40 HM, KOoTopbie 06be-
OVNHAWTCA B 3epHa pa3mepom 100 — 150 um. HanocTpykTypa aBnaerca
pPe3yNbTaTOM UHTEHCUBHON IINAaCTUYeCcKON fedopMaLuum, KOTopas UHLY-
LIUPYETCA MOHHLIM 001yY€HUEM U PACTIPOCTPAHAELTCA HA TIYOUHY B fe-
CATKU MUKPOH, 3HAaUUTENbHO NMPEBLIIIAIOLUIYI0 MPOEKTUBHLIA Npober
noHoB. TemnoTa KpuUCTanamsalun TakKoro CTeKjla YBeAUYUBaeTCA Ha
30% IO CpaBHEHUIO C TEMIOTON KPUCTANAN3ALUN UCXOLHOTO Heobny-
YEHHOTr0 CTekja. PaananmoHHO-uHAYLMPOBAHHOE 00pa3oBaHue HaHOC-
TPYKTYP CONPOBOXAAETCA BH€JIEHUEM B 0ObEME CTeKJla YaCTUL, MeTa-
crabunbrbix 60puaos Co,B, KoTopsie MCYe3al0T C IK30TEPMUYELCKUM 3¢-
tbeKTOM IOCNE MOCTPAANALUOHHOTO OTHKUIA C BO3BPATOM B PEHTIEHO-
amopdHoe cocToaHnue.

KnioueBble cioBa: MeTannnyeckue CTekna, MoHHoe obayyeHne, nnactuyeckas aedop-
MaLus, HAHOCTPYKTYpa.

BBEAEHUE

MeTtannuyeckue cTekna ABAAKTCA BbICOKOMPOYHbIMU MaTepUanamm C BbICOKMMU yn-
pYro-nnacTuyecKMMu xapakTepucTuKamu. Ynpasnsaemasa Kpuctanansaums amopgHbix
CNAaBOB WWPOKO UCMONb3YeTCA ANS CO3AaHNA HAHOCTPYKTYPUPOBaHHbIX MaTepuanos. B
3aBMCMMOCTU OT CKOPOCTU HarpeBa, AJIUTENbHOCTM M TemnepaTypbl M30TEPMUYECKON
BbIJEPKKM METaNINYeCKUX CTEKON MOXKHO MOy4YaTb HAHOKOMMNO3UTbI C Pa3nyHbIM (a-
30BbIM COCTaBOM Y B WWPOKOM AiMANa3oHe MaclTaboB CTpykTypupoBaHus [1,2]. Takue
MaTepuanbl MOryT NPUMEHATLCA B 000I0YEYHbBIX U TOMIMBHbIX INEMEHTAX AAEPHbIX pe-
aKTOpOB 6arofaps UX KOPPO3MOHHON CTOMKOCTU U YCTOMYMUBOCTU K pafMaLMOHHOMY
pacnyxaHuto [3].

B [3 — 6] 06Hapy»eHO, YTO KpUCTaNNU3aLMa NpyU PafnaLMOHHOM BO3AEHCTBUM Kaye-
CTBEHHO OT/IMYAETCA OT KPUCTANAMU3aLMN B YCIOBUAX 0ObIYHOTO OTHKIIA, U CTPYKTYpPa BO3-
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HUKaLWMX B aMOPMHON MaTpULLe KNacTepoB U KPUCTANIIUTOB HEe ABNAETCA paBHOBECHOM.
B paboTe meTogamu guddepeHumansHoii ckanupytoleit kanopumetpum (ACK), atomHo-
cunosoit (ACM) u anekTpoHHOM MuKkpockonuu (IM) nccnepoBaHbl U3MEHEHUSA CTPYKTY-
pbl B MeTannnyeckux cteknax CoFes ,Si» sMns 1B1s.; nocne noHHoro obnyyeHus u noct-
paaMaLMOHHBIX OTXKUFOB.

U3MEHEHUSA CTPYKTYPbl B METAJINUYECKUX CTEK/ZTIAX
MOCJIE UOHHOIO OB/NTY4YEHUSA

AmopdHble cnnasbl CoFes Siz sMns 1B1s.7, nonyYyeHHble CMMHWHTOBAHWUEM, NPeACTaB-
nAnu coboi NeHTL WKpKUHON 13 MM 1 TonwmHoi 30 MKM. Bce ncxoaHble 06pasibl Ha-
XOOWANCH B peHTreHoamopdHOM cocTosaHuu. [Ipu HarpeBe B CKaHUPYIOLEM KanopuMmeT-
pe NETZCH 204F1 co ckopocTbio 5 rpag/MuH Habno[ancsa ABYXCTYNeHYaTblil npolecc
CTPYKTYPHOII penakcaumu metannuyeckux crekon. Ha kpusoit ICK (puc. 1, kpusas 1)
MOXHO onpeaenuTb ABe TemnepaTypsl Kpuctanaunsaumm 430 n 548°C npu oTcyTCTBUM
TOYKM CTEKNIOBAHMUSA.
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Puc. 1. ACK amopdHoro cnnasa CoFes ,Si; sMn3 1Bqs7: 1 — ncxogHoro; 2 — obnyyeHHoro noHamu npu 200°C;
3 — o6ny4yeHHoro noHamu npu 240°C (S - nnowapb nuka (3HTaNbNUA) KpUCTanIM3aLun)

Cnnasbl 061y4anu noHamm Art ¢ aHeprueit 30 k3B 1 nnoTHOCTbIO TOKa 50 MKA/CM? 0
[03bl 1.5-10'8 noH/cm2 npu Temnepatypax 100 — 300°C. Vi3ameHeHUs MUKPOCTPYKTYpbI 06-
NYYEHHBIX CTEKON MCCNEA0BAIM C MOMOLLbIO CKaHMpYloLLero mynbTummukpockona CMM-2000
B pexkume ACM. Ha pucyHke 2 nokasaHa norpaHuMyHas 06nactb MOHHOro 06ayYeHns amop-
dHoro cnnasa CoFes ;Si; sMn3 1B15 7 npu Temnepatype 200°C. BugHo, uto 061ydeHne npu-
BOLMT K HAHOCTPYKTYPUPOBAHUIO METANIMYECKOTO CTeKna. HaHOCTpyKTypa cOCTOMT 13 Kna-
ctepoB pa3mepoM 20 — 40 HM, KOTOpble 06beaNHAITCS B 3epHa pa3mepom 100 — 150 HM
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(puc. 3). 3epHa Ha noBepxHOCTW 06pa3yIoT penbed BUAE NapannenbHbIX Noa0c, paccTos-
Hue Mexay KOTOpbIMKU OKOJI0 1 MKM.

Puc. 2. AToMHO-cunoBas MuUKpockonus. [orpaHuyHas 061acTb MOHHOrO 06nyYeHUs aMoOpdHOro cnnasa
CoFes ,Siz.5Mn3.1B1s 7

~. 28.6HM (Z)
J00(z)

" 469.7 um (X)

469.7um (v) 0.0(X)
Puc. 3. ATomHo-cunosas mukpockonus (3D). HaHocTpykTypa o6nyyeHHoro amopdHoro cnnasa CoFes ,Siz sMns 1Bis z

Ha pucyHke 4 npeactaBneHbl pesynbTtatel IM 06nyyeHHoro cnnasa. Ha anekTpoHor-
pamMme Ha (oHe rano BuAHbI pednekcsl oT yacTuy obpasosaslwerocs 6opuaa (CosB) u
TBEpAOro pacteopa. Ha TemHononsHOM u3o6paxeHuun yactuubl dhassl CosB nmetot xa-
PaKTEPHYIO «M0A0CYaTyo» CTPYKTYpY. Kpome HUX BULHbLI MeNKMe paBHOMEPHO pacnpe-
LeneHHble N0 aMmopdHOM MaTpuULe YacTULbl Hen3BecTHOM npuponbl. 04HOBPEMEHHO C
3TUM Ha PEHTTEHOBCKUX AU paKTorpaMmax Ha oHe rano amopcdHoi dhasbl NOABUAUCH
OndpaKkUMOHHbIE NUKK KpUcTananyeckux das — 6opupgos CoB, Co,B, CosB u TBEpaoro
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pacTBopa kobanbTa. 0 TaKUX U3MEHEHUSAX HAa PEHTTEHOTrpaMMax, CBUAETENbCTBYIOLMUX
0 pafiMayMoHHO-UHAYLMPOBAHHOM HU3KOTEMMEPATYPHOM BbiMALEHUMN KPUCTANIMYECKMUX
tas, paHee coobuwanoch B [4].
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Puc. 4. InekTpoHOrpamMMbl U TeMHOMONbHbIE M306paxeHus obpasuos cnnasa CoFes ,Sis sMns 1Bys 7, 06ayyeHHoro
npu 200°C (a) u nocne nocTpagnalyMoHHoro omkura npu Temnepartype 300°C (6). Ysenuyexne 100 000.

0COGEHHOCTH CTPYKTYPHBIX U3MEHEHUI B METAIMYECKUX CTEKNAX NOCNE PAAMUaALMOH-
HOrO BO3AENCTBUS MOXHO CBA3bIBATb C UHAYLMPOBAHHON CUABHOTOYHBIM MOHHBIM 06-
NydeHneM nnacTuyeckoil gedopmaumeit Matepuanos. B [7] 66110 NoKasaHo, YTO UHTEH-
CUBHOE MOHHOE 00/lyYeHIne UHAYLMPYET NAACTUYECKYIO AehOpMaLIMI0, HEYCTONYNBOCTD
TEYEHMs KOTOPOI NPUBOAUT K 06pa3oBaHMI0 HAHOCTPYKTYP. HaHOCTPYKTypupoBaHue
CBA3aHO C Pa3BUTMEM HEOHOPOAHOCTE! AedOPMaLMM HA HAHOMETPOBbIX MaclTabax B
NPUNOBEPXHOCTHBIX 06/1aCTAX MeTannoB. HaHOCTPYKTypy cTabunnsupytoT obpasyiouim-
ecs B npouecce gedopmauynn gedekTbl CTPYKTYPbl — MIOCKOCTH CABMTA, [BOMHUKOBbIE
rpaHuLbl, fedeKTsl yNakoBKu. B cTeknax Takumu gedektamm MoryT 6biTb AUCAOKALMN
BonbTepa, cyOCTPYKTYpbI U BblfeNeHUs KpucTannuyeckux das. lehopmawus u HaHocT-
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PYKTYpUpPOBaHMe PacnpOCTPAHAIOTCA Ha ryOuHY H, 3Ha4YUTEeNbHO NpeBbIWaloLLyo Npo-
eKTUBHbI Npober noHoB h. B 3TOM 3akntoyaeTcs obHapyKMBaAEMblii BO MHOTUX MeTan-
NIMYECKUX cuctemax «3cdekT fansHogencTeuay [7]. Ynpyras aHeprus npu uMniaHTa-
LMW MOHOB M M3MeHEHWUU 06beMa AV KpucTanna B UMNNAHTUPOBAHHOM C/O€ KOMMEHCH-
pyeTtcs paboToit nnacTuyeckoit fedopmauum Bo Bceit 0bnactu ganbHopencteus V:

2 2
KAy, o(aryy 0
2.V 2LV
roe K — Mmofynb 06beMHOr0 CKatus; D — Moaynb yNpoYHeHus.

OueHka paet H ~ hK/D < 103 h, yTo Npu 3HaYeHUaX h NOpAAKA AecATU HAHOMETPOB
COCTaBNAET NeCATKU MUKPOH. [na amopdHoro cnnaea CoFes »Sis sMns 1B1s.7 3T0 GbIN0
NOATBEPKAEHO PEHTTEHOrpadUYecKUMrU U3MepeHUsMU. PEHTTEHOrpaMMbl CHUMANUCh B
06/1y4eHHOM NATHE, A TaKXKe PAJOM C NATHOM C HeoOYYEHHOI 1 06yYEHHO CTOPOHBI.
bbino o6HapyeHo, 4TO Npu TonlMHe o6pa3La 30 MKM c 06paTHOM CTOPOHbI 06NyYEH-
HOro NATHA HabnAAITCA Te e NMHMK TBepaoro pacteopa Co u meTactabunbHoro 6o-
puna CosB, 4To 1 B NATHe ¢ 06/1y4eHHOI CTOPOHbI, HO MEHbLLIEN MHTEHCMBHOCTU. [1pK 3TOM
Ha PEHTreHorpamMmax, CHATbIX psAOM C NATHOM C 06/1y4EeHHO U HeOOAYYEHHO CTOPOH,
Habntogaetcs amopdHoe rano, Kak B UCXOAHOM HeobnyyeHHoM obpasue. 0 gedopmauu-
OHHOI1 NMpupoae o6pasytoleics Npu MOHHOM 006JlyYE€HNI HAHOCTPYKTYPbI CBUAETENbCTBY-
eT TaKXXe HaNnymMe Pe3Koro Kpas ee norpaHuyHoi obnactu (cm. puc. 2). lMnactnyeckoe
TeYyeHue BO3HMKAET TONIbKO NPU HANPAXKEHUAX Bbille Npefiena TeKy4ecTu MaTepuana.

CTPYKTYPHAS PEJIAKCALIUSA1 OBJTYHEHHbLIX CTEKOJ1

B npouecce omxura o6nyyenHoro npu 200°C cnnaea CoFes »Si> sMns 1B1s.7 BO3HM-
KaeT [LONONHUTENbHAA HU3KOTEMNEPATYPHas 3K30TePMUYECKAs 0COOEHHOCTb, MOXO0XKas
Ha Havano kpuctanamsauuu npu 330°C (cm. puc.l1, kpueas 2). PesynbTatel IM 37010
cnnaea nocsie NoCTpafMaLnoHHOro oTxura npu Temnepatype 300°C nokasaHbl Ha puc.
46. Ha anekTpoHOrpamme BUAHA pa3mbiTas IMHUA aMmopdHoOro rano 6e3 pethiekcos ot
KpucTannuyeckoi asbl, @ HA TEMHONOJbHOM M300PaXEHUM NOSHOCTbIO UCYE3IN Men-
KWe YacTuubl, YacTulbl MeTactabunbHoro 6opuaa Cos3B ymeHblwmMaNCh. 3T0 03HAYAET, UTO
OTXXMT 06/1y4EHHOT0 YaCTUYHO 3aKPUCTANN30BAHHOrO CMNIABA NPU TEMNEPATYpPe, MEHb-
wen, yem Temnepatypa Hayana KpucTaanm3aLunm UCXoAHOro amopdHoro cniaea, npu-
BOLWT K «BO3BpaTy» B amopHoe cocTosHue. fBneHune Bo3BpaTa amophHOro cocros-
HUA NpWU NOCTPAANALMOHHOM OTXKUre OblI0 U3y4eHO paHee B [4]. Bbino nokasaHo, 4To
nocne oTXuros npu Temnepatypax 250 n 300°C Ha peHTreHOBCKMX AU paKTOrpaMmmax
Mcye3aloT MUKW Kpuctannuyeckux ¢as, u cHoBa Habnogaetcs amopdHoe rano.

BaxHbIM ABNAeTCA TO, UTO TennoTa Kpuctanausauuu npu 548°C, onpepensemas no
nnowaam nog nukom ACK (cm. puc. 1) 06ay4eHHOro MeTaNIMYECKOrO CTEKNA YBENHU-
yupaetcs Ha 30% No CpaBHEHMIO C TENOTO KPUCTANIM3aLMM UCXOZHOTO HEOByYeH-
HOro cTek/a. IT0 03HayaeT, YTo 06pa3oBaBLAACA BCAEACTBME UHAYLUPOBAHHOW UOH-
HbIM 06/ly4eHMeM NnacTuyYeckoi aedopmaLum HaHOCTPYKTypa 6onee MeTacTabuabHa no
OTHOLWEHMIO K KPUCTaNANYeCKOMY COCTOAHMIO, YEM NCXOHAA amopdHasa CTpyKTypa.

YBennyeHne TemnepaTypbl NOHHOTO 061y4EHNA 3HAYNTENBHO YCIOXHAET NOCIEA0-
BaTeNIbHOCTb CTPYKTYPHOW penakcaLumu meTaannyeckux CTeKON B yCAOBUAX NOCTPAAU-
aluMoHHOTo oTkMra. B cnnaeax, o6yyeHHbIx Npu Temnepatypax 240°C, BO3HUKAIOT fBe
MOXO0XMWe HA TOYKM CTekNoBaHUsA ocobeHHocTu npu 310 n 358°C (cM. puc.1, kpusas 3).
IT0 CBMAETENLCTBYET O HEOAHOPOLHOCTU CNaBa nocsie 06ayyerus. Mpu 3Tom Tenno-
Ta KPUCTaNNU3aLnm Takxe 60sblue TENAOTH KPUCTANIM3ALMUN UCXOLHOTO HEOByYEH-
HOro cTekna.
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3AK/TIOYEHHUE

MeTtopnamu guddepeHuUnanbHOM CKaHUPYOLWEN KAaNOPUMETPUU, aTOMHO-30HL0BOMN U
3/IeKTPOHHOW MUKPOCKOMUW NOKA3aHO, 4To 06ayyYeHune noHamm Art ¢ aHeprueit 30 k3B
[0 no3bl 1,5:10%8 noH/cm? npu 200°C NnpMBOAMT K HAHOCTPYKTYPUPOBAHUIO METANIN-
yeckux ctekon CoFes ,Si; sMns 1B1s 7. HaHOCTpyKTypa 06pa3yeTcs npu TemnepaType
HUXe TemnepaTyp kpuctanausauuu (430 n 548°C) 1 COCTOMT U3 KNAcTepoB pa3Mepom
20 — 40 HM, KOTOpble 0ObEANHAOTCA B 3epHa pa3mepom 100 — 150 HM. 3epHa Ha no-
BEPXHOCTW 06pa3yloT penbed B BUAE NapannefnbHbIX NONOC, PACCTOHUE MeXay KOTo-
pbiMU OKONO 1 MKM.

PagvaumMoHHO-MHAYLMPOBAHHAA HAHOCTPYKTYpPa ABNAETCA CTPYKTYPON UHTEHCUBHOM
nnacTuyeckoit gedopmaumm, KoTopas pacnpocTpaHAETCA Ha ryOUHY B AeCATKU MUKPOH,
3HAYNUTENIbHO MPEBLILAIOLLYI0 MPOEKTUBHBI Mpober noHoB. 06pa3oBaHMe HAHOCTPYKTYP
CONPOBOXAAETCA BbleNeHNEM B 0ObeMe CTeKa YacTuL, MeTacTabunbHbix 6opuaos CosB,
KOTOpble MCYE3al0T C IK30TEpMUYECKUM 3PheKTOM nocne NoCTpagnaLMOHHOIO OTKUIa
npu 300°C c Bo3BpaTOM B peHTreHoaMopgHoe cocToaHue. TenaoTa KpUcTanIm3aumum
06/1y4eHHOro MeTaNanYeckoro cTekna ysenuyneaercs Ha 30% no cpaBHeHMIO C TeNnso-
TOW KPUCTaNM3aLnMmM UCXOJHOTO HEOBNYYEHHOTO CTEKNA.

N3meHeHue TemnepaTypbl MOHHOTO 06YYEHUA MOXKET 3HAYUTENbHO YCIOXKHATL NOC-
NefoBaTeNbHOCTb CTPYKTYPHO penaKkcalmnm MeTananyecknx CTeKon B yCI0BMAX NOCTpa-
AVauMoHHOro oTxMra. B cnnasax, 06nyyeHHbIX Npu Temnepatypax 240°C, BO3HMKAIOT fiBE
TOYKM cTeknoBaHus npu 310 n 358°C.

ABTopbl BbipaxatoT 6narogapHocte M.H. Koppao 3a nposeaerue [ICK 06pa3yoB 1 no-
Mollb B 06paboTKe pe3yibTaTos.
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ABSTRACT

Controlled crystallization of the amorphous alloys is used to create nanostructured
materials which can be used in the cladding and fuel elements of nuclear reactors
because of the corrosion resistance and the radiation swelling resistance. Structural
changes in metallic glasses CoFes ,Si, sMns 1Bys5 7 after irradiation by Artions with
energy of 30 keV at 100 — 300°C and post-radiation annealing to a temperature 600°C
were investigated by methods of the differential scanning calorimetry, atomic probe
microscopy and electron microscopy.

It is shown that irradiation at temperatures below the crystallization
temperatures (430 and 548°C) leads to nanostructuring of metallic glass. The
nanostructure consists of clusters of 20 — 40 nm in size which are combined into
grains of 100 — 150 nm in size. Grains on the surface form parallel strips spaced
approximately 1 micron. The nanostructure is a structure of severe plastic
deformation which is induced by ion irradiation and extends to a depth of tens
microns, significantly deeper than the projective range of ions.

Radiation-induced formation of nanostructures is accompanied by the particles of
metastable borides CosB segregation in the volume of glass. These particles disappear
after post-radiation annealing with the exothermic effect and return to the X-ray
amorphous state. The crystallization heat of the nanostructured glass increases by
30% compared to the crystallization heat of the original non-irradiated glass (as-cast
state).

The changing of the ion irradiation temperature can significantly complicate the
structural relaxation of metallic glasses in post-radiation annealing. Alloys irradiated
at high temperatures can display two glass transition points. This indicates the
induced inhomogeneity of the alloy.

Key words: metallic glass, ion irradiation, plastic deformation, nanostructure.
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