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I/ICC.]ICI[OBaHI’Ie BJAUSTHUA MEXaHOAKTHUBAIIUA HA CTPYKTYPY

CCrHETOIJICKTPUIECCKUX MAaTEPUAJIOB
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1 . .« .
Qusuueckuii ghakyromem, FOxcuwviti pedepanvhulii ynugepcumem
2 . N
MUI] « Uumennexmyanvnvie mamepuanvly, FOxcuviti hedepanvhulii ynueepcumem

AHHoTanusi: OTIakeHa METOAMKA MEXAaHOCHHTE3a CETHETORJIEKTPUYECKHX MAaTepHajoB CO
CTPYKTypol miepoBckuTa 0e3 mnpuMmecHbIXx (a3. I[lomyudeHbl CHEKTpbl PEHTIE€HOBCKOIO
noromeHus 3a Lz — kpasmu Pb u Ta, n3mepeHsl pa3Mepsl 00J1acTeil KOrepeHTHOTO PacCestHUS
(D), mukponedopmaruu (Ad/d) penakcopHoro cerHerodniekrpuka PbScsTaysOs; (PST) mo u
10CJI€ MEXaHOAKTUBAIMH - MHTEHCHUBHOTO CHJIOBOTO BO3CUCTBHS B COUYETAHHM CO CIBUTOBOU
nedopmarueit (CBC/), peanuzyemoit B HakoBanbHAX bpumkmena. Ha ocHoBe TeopeTnueckoro
aHaim3a cnektpo noriomeHuss XANES 3a L3 — kpaeM 7a omnpeneneHbl HW3MEHEHHS B
pe3yJiibTaTe MEXaHOAKTUBAIIMK B OJMKHEH JIOKAIbHOW aTOMHOM | JIEKTpOHHOM cTpyKType PST.
KarwueBble ciioBa: CerHeTodieKTpuyeckie MaTepuaiibl, MexaHoaktuBaiust, XANES, nedekrsor.
Beenenne

B [1-5] Obuta mokazaHa BO3MOXXHOCTH II€JICHANPABICHHOTO YMPABJICHUS
dbuznyeckuMu  CBOMCTBaMU MeToaoM MexaHoakTuBanmu — CBCJI psga
PETAaKCOPHBIX CETHETOAICKTPUKOB M ObUIO OOHApyKEHO, 4YTO OCHOBHBIMH
JTOMUHUPYIOIUMH CTPYKTYPHBIMH JAcheKTaMU, T€HEPUPYEMBbIMHU TIPU JABJICHUSIX
200 MPa, aBnstorcs ToueuHble Ae(EKThI, HO BOIPOC O TUME ACPEKTOB MPU ITOM
OCTaBaJICSA OTKPBITBIM.

[enbto gaHHON pPaOOTHI SBWIOCH TMPOBEICHUE CPABHUTEIBHOTO aHaIn3a
(bU3HYEeCKUX BETUYHMH, XapaKTEpH3YIOMIMX CTpyKTypHOe coctossane PST no u
IMOCJIC MCXAaHOAKTHBALIMHU, OIPCACICHUC Ha OCHOBC TCOPCTHUYCCKOI'O AdaHAJIH3a

CIICKTPOB PCHTICHOBCKOT'O IMOTJIOLICHMA HauboJiee BCPOSATHOIO THUIIA TOYCUYHBIX

ne(EeKTOB, TEHEPUPYEMBIX TP MEXaHO0OpaboTKe.

JKCIePUMEHT
OO0pa31er penakcopHOro cerHeTodekTpuka PbScy sTa)sO; ObUIH OTYUYEHBI

nyrTeM CMCIIMBAaHUA COOTBCTCTBYHOIINX OKCHIOB KBaJ'II/I(bI/IKaHI/II/I «qI[A» )41

Ia)
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«OCY» B BeIcOKO3HEpreTruueckoi maposoit menbauiie SPEX Sample Prep 8000M
-230 B Tteuenue 10 MuHYT, JanbHEHIIMA TBepAO(a3HBIA CUHTE3 OCYIIECTBIISICS
npu temneparype 1250 °C B TeueHuu 2 4acos.

B pabote Obumm peanu3oBaHbl JBE CXEMbl AaKTHUBAIMM CHHTE3WPOBAHHBIX
00pas3IoBs:

-AKTHBalLlUSI CHUHTE3WPOBAHHBIX O00pa3lloOB B HaKOBAIbHAX bpumkMmeHa mnpu
Pa3TUYHBIX JABICHUSIX U (PUKCUPOBAHHOW BEIMYMHE CABUTOBOM JehOpMAaIIHH.
-AKTUBalMsI ~ CHUHTE3UPOBAHHBIX  O0Opa3NOB B  IUIAHETAPHOM  MEJIbHUIE
PULVERISETTE7 premium line B Teuenne 10 4. OnmHako Ha JaHHOM »JTare
BBITIOJIHEHA OIIEHKA CTPYKTYPbl HCCIEAYyEMBIX OOpa3IOB IOCJE aKTHBAIUU T10
IIEPBOU CXEME.

Pentrennudpakromerpuueckue m3mepenuss (XRD) Obumm mpoBeneHbl Ha
mugppakromerpe JPOH-3 B Cu koo — m3nydenun ¢ maroMm yria audpaxuuu 26,
paBubiM 0.01°, Bpems »kcno3uiuuM B KaxkaoW Touyke - 8 cek. Temmeparypa
noJiep>KUBaiachk ¢ noMollbo Tepmoperyiaropa BPT-3 ¢ TounocTero + 1°.

OueHka pa3MepoB KPUCTAUIMTOB IIOCIE MEXAHOAKTUBALIMM BBIIIOJIHEHA
METOJIOM CKaHUPYIOWIeH ANeKTpoHHOU Mukpockornuu (SEM), wucnons3ys
MUKpockon Supra 25.

[IpenBapurenbHble pEeHTTeHOBCKHME cnekTpbl mnornomenus XANES s
00pa3oB  pellakcopHOro cernerodnekrpuka PbScysTapsO; no u mocrne
MEXaHOAKTUBALlMM CHUMAJIUCh NPH KOMHATHOW TeMIEpaType Ha CHEKTPOMETpE

«R-XAS Looper» ¢pupmbl Rigaku.

Pe3yabTaThl U 00CyKIeHHe
PentrenorpaMMbl, COOTBETCTBYIOIIHME 3TAJIOHHOMY M OJHOMY M3 pabOuux
00pa3noB npuBeaeHbl Ha puc. 1 (a) u 1(0), COOTBETCTBEHHO, U3 KOTOPHIX BHUIHO,
YTO MOJy4YEHHbIE 00pa3ibl HE UMENH MOCTOPOHHUX (a3, a Ha audpakTorpaMmax

HaAO0JII01At0TCS CBEPXCTPYKTYypHbIe oTpaxkenus (111) u (311).

Ia)
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Puc.1 XRD- nannbie qiist oopasna PbScy sTa s0; (a) — 10 MEXaHOXUMHUYECKOM
00paboTKH, (6) — MOcIe MEXaHOXUMHUYECKON 00paboTKH

Jlns pacdeTa CTENEHM MAJIBHETO XUMUYECKOTO TMOpsAKa S ObUIA B3STHI
CBEpXCTPYKTYypHbIe oTpakeHus (311) u ocHoBHbIE oTpaxkenus (222). CteneHb

YHOPSA0YEHUS paccuuTaHa no GopmyJe:
(131 1 j
2 _ ]222 oKCH
( 1311 J
[222 meop

CTOUT

S

B  uyucnurene OTHOLIIEHUE  AKCIIEPUMEHTAIBHOU

bopMybl
UHTETpaJIbHON MHTEHCUBHOCTH CBEPXCTPYKTYPHOIO pediiekca K IEpOBCKUTOBOMY,
a B 3HaMEHaTeJie — OTHOUICHNE BBIYMCICHHBIX 3HAYCHUH TeX ke pedIIeKCoB.

Pacyets! oOmacteil korepeHTHOTO paccesHus — D u MuKpoaedopManuu —

Ad/d  Opumm mpoBeneHsl  MetogoMm  anmpokcumaruu - [[opemuk, C.C.

Pentrenorpaguueckuii u snekrpoHorpaduyeckuid ananuz wmertamwioB / C.C.
I'openuk, JI.H. Pacropryes, FO.A. CkakoB — M.: Meramtyprusaar., 1963. — 256 c.]
B paMKax KuHemartuueckol Tteopuu [MBeponoBa, B.M. Teopus paccesHus
pentreHoBckux nyueir / B.W. VBeponosa, I'.Il. PeBkeBuu — Uzn. 2. M.: U3a-Bo
MockoBck. yH-Ta, 1978. — 278 c.], T.e. nuHEWHbIE pa3Mepbl OJOKOB B
KpUCTAIINTaX He Goyiee 10” CM M OHM MOBEPHYTHI JPYT OTHOCHTEIBHO JPyra Ha

Manble yriabl (HECKOJNBKO VYIJIOBBIX MHUHYT) TnpeHeOperaeM u 3ddexkramu
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SKCTUHKIIUH. brnarogapst  manoctu  OJIOKOB ~ MOXHO  MpeHeOperaem
B3aMMOJEHCTBUEM IAJIAIOIIEN U PACCEIHHBIX BOJIH.

O6pabotrka PST mpu nmaBnenun 200 MPa npuBeno k yMeHbIIeHU0 D,
yBeNU4YeHUIO Ad/d U yMEHBUICHUIO CTENEHH AAbHEr0 MOpsAKa- S, pe3yJbTaThl
npuBeneHbl B Tabmune 1. [lpu 3ToM JaBieHMM KOJIMYECTBO T'€HEPUPYEMBIX
TOYEYHBIX J1€(PEKTOB Majio, U AUHAMUYECKUE PEKPUCTATUIU3AUOHHBIE MPOLECCHI,
II0 BCEM BHUJMMOCTH, €€ HE pa3BUBAIOTCA. J(albHENIIEE YBENUUYECHUE NABICHUN
IPUBOJUT K YBEIMUYEHUIO KOHLUEHTPALUU TOYEUYHBIX A€(PEKTOB, UHTEHCU(UKALIUN
11 Py3MOHHBIX MPOILIECCOB, pOCTY obsacTelt korepeHtHoro paccesinus (OKP) u s.

Taxum 00pa3oM, MOXKHO CKa3aTb, YTO KOHIIEHTpAIUs TOUEUHBIX J1e(DEKTOB,
YyYacTBYIOUIMX B JWHAMUYECKOM PEKPHUCTAIIM3aLMOHHOM IIPOLIECCEe HAYMHAET
yBenuuuBaThcsi mocie obpabotku PST mpu OGonee BBICOKMX [aBICHHSIX, YeM
200MPa.

Tabnuua 1- 3nauenus odaacTeil kKorepeHTHOro paccestus (D),

Mukpozaedopmanmu (Ad/d) n cTeneHn naabHEero Mopsiaka (s) mpy pa3aTudHbIX

JABJICHHUAX
P, | DA | (4d/d)x10” s
MPa
0 2800 2.38 0.95
200 | 600 2.64 0.8
240 | 650 2.56 0.85

Pazmep kpucTamuToB CKaHAOTAHTajdaTra 0 M IOCJIE MEXAHOAKTUBALUU
OTPEJICIICH METOJOM CKaHUPYIOIIEH dSJeKTPOHHOM Mukpockonuu (SEM),
UCTIOJIB3YsT MUKpockon Supra 25. Ha pucynke 2 (a,0) mpeacTaBieHbl pe3yiabTaThl
OIICHKH Pa3MEPOB KPHUCTAIUIMTOB Il o0pa3uoB PbScy sTay ;O3 no n nocae CBC/I.

SEM — n300pakeHust MOIYUYEHbI C BBICOKHM pa3pelieHueM
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(a) (6)
Puc.2 SEM - uzobpaxenust PbSc)sTays0;: (@) KpUCTAUIUTOB UCXOTHOTO 00pa3lia;
(6) KPUCTAITUTOB HAHOCTPYKTYPUPOBAHHOTO 00pa3iia

Pabouee paccrosHre Mexay cHOKYyCHpPOBAHHOUM MOBEPXHOCTHIO 00pas3la u
KpaeM OOBEKTUBHOM JUH3bI cocTaBisiio WD=5.6 mm 1m1st ucxogHoro oOpasia u
WD=6.7Mm nmnsa obpasma monsepxkeHHoro CBCJl. VYckopsromue HanpspKeHHE
MEXAY KaTOJOM M aHOJOM MOCPEACTBOM, KOTOPOTO 33Ja€TCsl IHEPTHUs AIEKTPOHOB,
ckaHupytonmx mosepxHocth oopasna (ENT) pasusnocs 20kB. HyxHo oT™MeTuTs,
YTO OT DHEPruM TMEPBUYHBIX DJIEKTPOHOB 3aBUCHUT TIyOMHA MPOHUKHOBEHUS
AJIEKTPOHOB B MaTepuan. Yem Bblllle IHEPTUsl MEPBUYHBIX DJIEKTPOHOB U HUKE
IUIOTHOCTh MCCIIEyeMOr0 Marepuana, TeM OoJbllle TIIyOMHa NMPOHUKHOBEHHUS B
HETO0 AJIEKTPOHOB [6].

JIyist TOTO 9TOOBI OLIEHUTHh U3MEHEHUSI B CTPYKTYpPE M U3YYUTh BO3MOXKHBIC
TUIIBI J€()EKTOB B MOJTYYEHHOM HAaHOCTPYKTYpUpOoBaHHOM PbSc) sTa) ;O3 meTonoM
mexaHoaktuBauuu (CBCJl), Obuid H3MEpeHbl CHEKTPbl  PEHTIE€HOBCKOTO
norjomeHus OommKkHerd ToHKou CTpyKTyphl XANES L;-kpaeB cBUHIIA U TaHTala,
puc.3(a) u 3(0), coorBercTBeHHO. CHEKTPhl CHUMAIKUCH ISl UCXOJAHOTO MOPOIITKa
JAHHOTO COEJMHEHMSI M MOPOIIKA, MOJABEPraBIIECrocsi MHTEHCUBHOMY CHIOBOMY
Bo3aeicTBui0 mopsaka 200MIla B coderanuu coO CHBUTOBOM Jedopmaluet.
CrekTpbl CHUMAJMCh B pexuMme Ha npoxoxjaeHue. HaOmomaemoe HeOosbloe

OTIIMYHUC B OHCPICTHYCCKOM IIOJIOKCHHUU L3- Kpasd IIOrjomcHHUA CBHHIA H

© DineKTpoHHBIN Hay4YHbIH xypHal «HKeHepHbIi BecTHUK JoHna», 2007-2016



HNn:xenepunlii BectHuk Jona, No4 (2016)
ivdon.ru/ru/magazine/archive/n4y2016/3906

nepepacupeeieHue HWHTEHCUBHOCTM THMKOB A W B B chnekrpax Ljz-kpad
MOTJIONICHUS TaHTala, 3aperucTpupoBaHHbIX 10 U mocie CBCJl, mMoxeT ObITH
00BbsSICHEHO HATMYKMEM JAe(EKTOB B CTPYKTYpe OJIMIKHETO OKPYKEHUHU TaHTaJIa.
Teopernueckuil aHanu3 CHOEKTpOB Ljz-kpaeB TaHTana B PbScsTays0;
NMPOBEJICH Ha OCHOBE ‘“‘ab initio” camMOCOTJIaCOBAaHHOTO METOAa IOJHOIO
MHOTOKPATHOTO pacCessHHsI, METOJa KOHEUHBIX pa3HOCTei. PacueTsl nmpoBoauInch
¢ ucnoJib3oBanueM nporpammuoro kommiekca FEFF8 [7] u FDMNES|8]. lannas
METOJMKa YCIENIHO MPUMEHSIaCh HaMU ISl U3y4YeHHUSI HAHOCTPYKTYPHUPOBAHHBIX

KOHJIEHCUPOBAHHBIX MaTEPUAIOB JJI1 BO30OHOBISIEMBIX HCTOYHUKOB TOKa [9,10]

11 5 L;-Kpaﬁ Pb e PbSc, Ta, 0, FKCNE PUMEHT

2

| B L,-kpail Tae PbSc, Ta, 0,
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(a) (0)

Puc.3 DxcniepuMeHTaaIbHbIE PEHTICHOBCKHUE CIIEKTPHI MOTJIoNeHus 3a L;-kpaem Pb
u Ta B PbSc;Ta, 503, n3MepeHHbIe AJisl mopolika 10 (KkpuBas 1) u nocie
(kpuBas 2) MeXaHOAKTUBAIIUU

Brinmonneno mojaenupoBaHre BO3MOXKHBIX THIOB J1€EKTOB, 00pa30BaHHbIC
B CTPYKTYpE CKaHJO0TaHTajaTa Mocjie MexaHOaKTUBaluu. M3MeHeHnus B JoKaabHOU
reOMETPUM BOKpyr aroma TaHTama B PbScysTa)sO; wu3ydasoch myTeM
COTNIOCTAaBJEHUSI ~ COOTBETCTBYIOIIUX  AKCHEPUMEHTAJbHBIX  CIEKTPOB Cc
TEOPETUUYECKUMHU  CIIEKTpaMM, PACCUYMTAHHBIMU IS HECKOJBKHUX  MOjeNei

0XXHIaEMBIX J1e(PEKTOB.
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N3BectHO, 4TO JI00O€ OTKJIOHEHHUE OT TNEPUOJAMYECKON CTPYKTYpPbI
KpUCTaJIa Ha3bIBaeTCs JAe(EeKTOM, B JAHHOM CiIy4dae pedb MOWUJET O TOYCUYHBIX
nedekTax, TO €CTh JIOKAJTIM30BAHHBIX U XapaKTEPU3YIOIINXCS TEM, YTO UCKAXEHUS
pPELIETKU COCPEIOTOUYECHBI B OKPECTHOCTH OJIHOTO Y3JIa.

MOXHO HOpEeAnog0oXuTh, 4YTO B PE3YyJbTAaT€ CHIIOBOIO BO3JECHCTBUS B
peuietke ckanpotantanata PbScysTa)sO; MOTIu NpOU30MTH 3aMEILIEHHUS] aTOMOB
Sc aromamu Ta. Taxkxe MOXKHO MPEANOIOKUTh, YTO B KPUCTAINIMYECKON pelIeTKe
PbScysTays0; mornm o0pa3oBaThCsi BaKAHCUU aTOMOB CBUHIA WU cKaHAus. B
COOTBETCTBUM C BBINIECKA3aHHBIM OBUIA PACCMOTPEHBI CIIEIYIOMINE MOJIeNU
CTPYKTYpHBIX jaedekToB: 1. 3amereHne aTOMOB CKaHJHWS aTOMaMHu TaHTana; 2.
Bakancus cBunna; 3. Bakancusi ckanaus (pucyHok 4(a)).

Ha pucynke 4(6) B TeoperuueckoM crnektpe Ljz-kpas Ta coenuHeHus
PbScysTay 503, paccautannoro st Mojenu AedeKTa: BaKaHCHs B MO3UIIUNA aTOMa
Sc, OTUETIMBO BUIHO TEpepaclpenesieHue NUKOB A W B, COOTBETCTBYIOIIE
AKCIIEPUMEHTAJILHBIM JIaHHBIM, TIOJTYY€HHBIM TSI TaHHOTO 00pasma nmocie CBC/I.

JIJIsi KOJIMYECTBEHHOTO MOATBEPKIACHUS MojaeNnu 3 (BakaHCUS B IMO3UIIMH
MOHA  CKaHJus) OBbUIM  pacCUUTaHbl  CPEAHEKBAAPATHUYHBICE  OTKIOHEHUS
teopetnduecknx L;-XANES cnekTtpoB TaHTanma Uisi JaHHBIX CTPYKTYPHBIX
MOJEJeH, OT AKCIEPUMEHTAJILHOTO CIIEKTPA.

BrluncneHHble  3HAYEHUS  CPEAHEKBAAPATUYHBIX  OTKJIOHEHHH  ObUIU
HOPMaJM30BaHbl HA 3HAYEHWE, PABHOE IUIOMIAAM TOJ SKCIEPUMEHTAIbHBIM L ;-
XANES crnektpoMm TaHTana st oOpasua ckanjotaHatanata mocie CBCII.
(tabm.1). W3 Tabmumer 1 BUOHO, YTO CpeIHEKBAIPAaTHYHOE OTKIOHCHUU
TeopeTudecKoro crekrpa s mozeneit 1 u 2 cocrasuser 0.37 u 0.24 (To ecTb,
IPUMEPHO B J[BA U TIOJTOpA pa3a OOJbIIE, YeM CPEIHEKBAIPATHIHOE OTKIOHCHUE

JUIsL MOJIeNH 3).

Ia)
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Puc.4 (a) -Teoperuueckue Ta L;-XANES cniektpst PbScysTay 503,
BBIYHCIICHHBIMU JJISI HECKOJIBKUX MOJIENeH 1e(eKTOB CTPYKTYpPHI (OmMHCcaHue
Mozeneit cMm. B Tekcte); (6) ComoctaBieHue skcnepuMeHTalIbHbIX Ta L3-XANES
cnekTpoB PbScysTa,s0; no (kpusas -1)u nocnie (KpuBasi-2) MEXaHOAKTUBALIMU C
TEOPETUUECKUMU ,HayallbHasl CTPYKTypa (KpuBas-1),M0e1b- BAKAaHCUS B IO3ULIUH

MOHa cKaHaus(KpuBas-2)

Tabmuua Ne 1 Hopmanu3zoBaHHbie

3HAYCHUA CPCAHCKBAAPATUIHBIX

OTKJIOHCHU U
Monenu PbScy;sTay;s0;
1 0.37
2 0.24
3 0.17
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Takum 00pa3oM, MOXKHO 3aKJIFOUYHMTh, YTO TPHU BO3JACHCTBHUU Ha oOpaser
napienrnem 200 MIla B yJIBOEGHHOW SYeHKE MEPOBCKUTA COOTBETCTBYIOIIEH
PbSc sTa,s0; ¢ HanbombIeH BEepOSATHOCTBIO oOpaszyercs aAedeKT TUa BaKaHCHUS

CKaHIUS.

3akioueHue

B mnactosimet pabore Ha oOpasuax PbScsTaysO; oTiaxkeHa MeETOAUKA
MEXaHOCHHTE3a CETHETOIJICKTPUYECKUX MaTepHalioB 0e3 NpuMecHBIX a3,
BBINIOJIHEH CPAaBHUTENIbHBIA aHaNIu3 (PU3MYECKUX BEIMYMH, XapaKTePU3YIOIIMX
cTpykTypHOE coctosinue PST 1o u mociie MexaHOAKTUBALIVH.

UccnenoBanue CTPYKTYPHBIX U3MEHEHUN 1ocJIe IIPOLIECCOB
MEXaHOAKTUBALIMM TPOBOJIUIIOCH Ha OCHOBE TpPEX HE3aBUCHUMBIX MeToauk SEM
(ckaHUpyIOIIasi AMEKTPOHHAS MUKpocKkomnus), XRD (peHTreHoBcKkas audpaxius),
XANES (6nmxHsiE TOHKasi CTPYKTypa CHEKTPOB PEHTIC€HOBCKOTO MOTJIOIICHMUS).
VYcranoBieHo, uro oOpadotka PST npu npasnenun 200 MPa npuBoaut kK
YMEHBUIEHUIO oOnacrei KOI'€pEHTHOI'O paccesiHus, YBEIMYEHHUIO
MUKpOAeOpMALIMHM U YMEHBIIECHUIO CTEIIEHU JAIbHETO MOPsJIKA.

IIpu paccMmarpuBaeMblx MapaMeTpax akTuBauuum B cTpykrype PST c
HauOoJbIIEH BEPOSITHOCTBIO peanu3yercs Ne(eKT TUIa BAaKaHCUS B MO3UIIMHM HOHA
Sc. OgHaKo pH 3TOM JABJIECHUU KOJIMYECTBO I'€HEPUPYEMBIX TOUECUHBIX JE(PEKTOB
Majo, U JUHAMUYECKHE PEKPUCTAJUIM3ALMOHHBIE MPOLECCHI, 110 BCEW BUIAMMOCTH,
emie He pa3BuBaroTCs. JlanpHeinee yBenuMUeHHE JABICHUW MPUBOJIUT K
YBEIMYECHUIO  KOHUEHTpalMd  TOYEYHBIX  JAePEKTOB,  HHTEHCU(PUKAUUU

muddy3nonnbix nmporecco, pocty OKP u s.

baaromapuocTu
HccnenoBanne npoBoauTcs npu (UHAHCOBOM MOJIEPIKKE TPaHTa

PODU Nel16-32-00589 mon_a

Ia)
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