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Oo0mas xapakTepucTuKa padoThl

AKTYaJILHOCTD TEMBI

B Hacrosiiee Bpemsi, OOJIBIIMHCTBO KOMMEPYECKHUX SIICPHBIX YCTAHOBOK B MHUpPE IMPEACTABISIOT
co00il JIErKOBOJIHBIE PEAKTOpPbI, C MPUMEHEHHWEM B AKTUBHOW 30HE IUPKOHHUEBBIX MAaTEpHAaJIOB,
MaJIONOIJIOUIAIOIIMX TEMJIOBble HEUTPOHbI. CIUIaBbl LUPKOHMSI HCHOJB3YIOTCA JJIs M3TOTOBIICHUS
000JI04€EK M 3ariylIeK TBAJIOB, a TAKXKE 3JIEMEHTOB KOHCTpYKUMHU cuioBoro kapkaca TBC. Bo Bpems
JKcITyatauuu Bee aneMeHThl TBC, BKIIOYas TBAJIbI, HaXOJATCS B MOCTOSSHHOM KOHTaKTE C BOJOU
MEPBOro KOHTYpPA, KOTOpasi LIUPKYJIUPYET 10 aKTUBHOM 30HE SJEPHOTO peakTopa i OTBojAa Tera. B
CBSI3M C 3TUM LMPKOHUEBHIE MAaTEpUAIbl UCHBITHIBAIOT IIOCTOSIHHOE KOPPO3MOHHOE BO3/EHCTBHE, YTO
IPUBOJUT K JAETPaJallui UX CBOMCTB.

Ha cerognsmuuii neHb mporpaMMa pa3BUTUSL aTOMHOW HHepreTHKd Poccuu HampaBieHa Ha
noBsilieHre sHeprodpdexuBHoctd ADC c¢ peaktopamu Ttuna BBOP-1000/1200, yto mpuBOAUT K
Oosnee JKeCTKUM ycloBUsAM JkciutyaTanmu TBC, npeamnonararoiuM yBEIWYEHHE JOJIU Iapa B
TETUIOHOCHUTEJIE, YBEIMYCHHUE TIIyOMHBI BBITOPAHUS TOIUIMBA M JJIUTEIBHOCTH TOIUIMBHBIX LUKJIOB.
ObecnieueHne HKCIUTYyaTAlMOHHON HAJEKHOCTH, d(PQPEKTUBHOCTH U OE30MaCHOCTH HCIOJIb30BaHUS
SJICpPHBIX YCTAHOBOK INPUBOJAT K HEOOXOAMMOCTH pa3pabOTKM M MOJIUGHUKAIMHM IIUPKOHHEBBIX
CIUIAaBOB C TIOBBIIIEHHBIMH PECYpPCHBIMU XapaKTEPUCTUKAMH, a TaKXKe M3YUYEHHI0 MEXaHUCTHUYECKHX
IIPOLIECCOB AeTpajiallii MaTepHalioB, OTHUM M3 KOTOPBIX SBJISETCS KOoppo3us. B cBs3u ¢ 3TuM 3a1aya
W3Y4YEHHs] KOPPO3HMOHHBIX IIPOLECCOB U IIOBBIIIEHUE KOPPO3MOHHOM CTOMKOCTH IIMPKOHUEBBIX
CIUIaBOB, B NEPBYI0 OYepe/b UCIOIb3YyEMBIX B KauecTBe MaTepuaja 000J0YeK TBIJIOB, CTAHOBUTCS
0COOEHHO aKTyaJIbHOM.

CoBpeMEHHbIE HANpPaBJIEHUS pa3BUTHUS MaTepUaloB O000JOYEK TBAJIOB BOAOOXJIAXKIAEMBIX
PEaKkTOpOB B OTEUECTBEHHON M MUPOBOM NMPAKTHUKE MPEAIAraloT UCIOIb30BaHHUE CIIJIABOB JIBYX CUCTEM
JIeTUpOBaHUs: OMHAPHBIE CIIaBbl cucTeMbl Zr-Nb (cruiaBsel Tuna 9110 u M5) 1 MHOTOKOMIIOHEHTHBIE
crasbl cucteMbl Zr-Nb-Sn-Fe (crmassl Trna 3635 u ZIRLO), cymiecTBeHHO pa3IHyaronIfecs MexKIy
co00if 0 KOPPO3MOHHOM CTOMKOCTH. MojaepHu3amus CIUIaBOB ATHUX CHUCTEM M pa3padOTKa HOBBIX
LUPKOHUEBBIX MaTepUaloB C 0Oojiee BBICOKOM KOPPO3MOHHOM CTOMKOCTBIO MJIsi TEPCHEKTUBHBIX
TOIUIMBHBIX LMKJIOB HY)XJIAeTCsi B M3yYEHUU MEXaHM3MOB M 3aKOHOMEPHOCTEH BIMSHHUS COCTaBa
CIUIAaBOB Ha (hOPMHPOBAHUE CTPYKTYpHO-()a30BOr0 COCTOSIHHS M CBOMCTBA OKCHJHBIX IJICHOK.
CymiecTByeT HECKOJBKO OCOOEHHOCTEM MMKPOCTPYKTYpPbl OKCHIA, KOTOpbIE, Kak IperoJiaraercs,
KOHTPOJIMPYIOT CKOPOCTh OkucieHusi. K HUM oTHocsTCS: Qopma, pazMep U KpUcTajuiorpaduyeckas
TEKCTypa 3€peH; BIMSIHME YacTHIl BTOpOW (hasbl; pacTpecKHMBaHME; HAHOpAa3MEpHas IOPHCTOCTB;

COCTOSIHHEC TpaHUIIbI pasaciia «MCTAJIII-OKCH ), rac MMPOUCXOOUT NEpBHUYHAA pcaKknu-d
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INEKTPOXUMHUUYECKOTO OKHucieHusa. OaHUM U3 Haumbosree MHPOPMATHBHBIX METOIOB HCCIEAOBaHUA
MHUKPOCTPYKTYPBI 3apEeKOMEHJI0BAT ce0sl METOJ aHAJUTUYECKOW TPAaHCMHUCCHOHHOW 3IIEKTPOHHOMN
Mukpockonuu (ATOM), KOTOphIH YCIEMIHO HCHOJB3YETCS s M3YyUEHUS IMPKOHUEBBIX CIUIABOB.
JeTanbHblil aHAIN3 CTPYKTYPHBIX U3MEHEHHMI B IMPKOHUEBBIX CILJIABaX U OKCHAX C MCIOJIb30BaHUEM
JAHHOTO METOJA [UIsl YCTAHOBJIEHUS MEXAaHU3MOB OKHCIICHHS M BIMSHUS JIETUPOBAaHUS Ha
KOPPO3HOHHBIE CBOICTBA CIIABOB MPEACTABISAECT OOJIBIION HAYYHBIN U MPAKTUIECKUN HHTEPEC.
AKTyalbHOCTh JUCCEpPTALMM IOATBEP)KIAETCS €€ BBIIOJHEHUEM IO Hay4dHbIM Jorosopam AQO
«BHUMHM», punancupyembix AO «TBDJI» B pamkax kopriopatuBHbIX [Iporpamm 1o mupKOHHUEBBIM
MarepuajlaM M TEXHOJOTHSAM sl aroMHOM sHepretukd Ha 2009-2026 1r. M MeXAyHApOIHbBIX

nporpamMm JuneHzupoanust tommuBa TBC-KBAJIPAT nns ero mocraBok Ha ADC ¢ peakropamu
PWR.

Llens u 3a1aun Da6OTBI

Omnpenenenne cTpyKTypHO-(ha30BOTO COCTOSHUSI OKCHAHBIX IICHOK, 0Opa30BaHHBIX HAa 000JI0YKax
TBAJIOB U3 ciiaBoB cucteM Zr-Nb u Zr-Nb-Sn-Fe nociie aBTOKIaBHBIX MCIIBITAHUI M DKCIUTyaTalluy B
peakTope, ¢ BbIsABIEHUEM (aKTOPOB BIMAIOLUIMX Ha AETPATALUI0 UX CTPYKTYPBHI U 3alIUTHBIX CBOICTB,
JUIs ONpe/eeHNs HANpaBIeHUH ONTHUMH3AlMK COCTaBa IIMPKOHMEBBIX CIUIABOB M OOOCHOBAaHUS HMX
UCTIOTH30BaHUSI.

JUist TOCTHYKEHHS TTOCTABJICHHOW 1eJTH HEOOXOAMMO PEIIUTh CIEYIOIINE 3a/1a4H:

1. PazpaGoTka U anpoOHUpOBaHUE BBICOKOUYBCTBUTEIBHBIX METOJIOB HCCIIEAOBAHUS CTPYKTYpHO-
(a30BOro COCTOSHUS TOHKUX OKCHIHBIX IJICHOK IOCIIE aBTOKJIABHBIX U PEAKTOPHBIX UCTIBITAHUH.

2. N3ydenue cTpyKTypHO-(a30BOI0 COCTOSHUS OKCUIHBIX IIJIEHOK, 0Opa30BaHHBIX Ha MOBEPXHOCTU
00051049€K TBAJIOB U3 cIu1aBoB cucteM Zr-Nb u Zr-Nb-Sn-Fe, rmociie aBTOKIaBHEBIX HCITBITAHU.

3. M3yueHne CTpyKTYpHO-(Pa30BOTO COCTOSHUS OKCHAHBIX TUIEHOK, 00pa30BaHHBIX Ha TIOBEPXHOCTH
000J104eK TBIJIOB M3 cIuaBoB cucteM Zr-Nb u Zr-Nb-Sn-Fe B ycioBusIX HEHTPOHHOTO OOTy4eHUs, B
CpaBHEHHH C Pe3yJIbTaTaMH, MOJTy4YEHHBIMH 11OCIIE aBTOKJIABHBIX UCTIBITAHUH.

4. Anamu3, ¢ yd4€TOM JNaHHBIX IO OKCHJIHBIM IUIEHKaM, PEaKTOPHBIX CBOWCTB IO KOPPO3UH U
bopmon3MeHeHn 0 000104ueK U3 criaBoB cucteM Zr-Nb u Zr-Nb-Sn-Fe, u onpenenenue HampasieHus

ONTUMU3ALMK X COCTaBa AJig MepCrneKTUBHOTO ucnoyibzoBanusi B TBC peakropo BBOP u PWR.

Havunast HoBr3HA pabOTHL

1. BmepBele B OTEUECTBEHHOW HPAaKTUKE pPa3pabOTaHbl BBICOKOUYBCTBUTEIbHBIE METObI

noaroToBku u  TOM  wHcciaenoBaHUN — CTPYKTYPHO-(A30BOrO  COCTOSHUSL OKCHJIHBIX — IUICHOK,
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0o0pa30BaHHBIX Ha IOBEPXHOCTH W3JEIUH U3 LUPKOHUEBBIX CIJIABOB BO BHEPEAKTOPHBIX U
PEAKTOPHBIX YCIOBUSX.

2. BuepBble misi oTedecTBeHHBIX CIuiaBoB cucteM Zr-Nb u Zr-Nb-Sn-Fe usyuensr ocoGeHHOCTH
(GopMHpOBaHUSA U 3BOJIOLMU CTPYKTYpHO-()a30BOrO COCTOSHUSI M COCTaBa OKCUIHBIX IUICHOK MpHU
KOppO3MHM B aBTOKJIAaBaX M peakTope. DBbIABIEHO Hamuyue MEJIKHUX, pPABHOOCHBIX 3€peH
TETParoHaJbHOW M CTOJIOYATHIX 3€PeH MOHOKIMHHOU (a3bl ZrO2, 00pa3yomux CIOUCTYIO CTPYKTYPY
okcuna. OmpeneneHa KMHETUKA U3MEHEHHS KPUCTAJUIMYECKOH CTPYKTYPHI M SJIEMEHTHOTO COCTaBa
BbIJIeJIEHUH NTpH (POPMUPOBAHUM U POCTE OKCUIHBIX IUIEHOK, XapakTepusyemas amoppuzanueil yacTury
BTOpOH (ha3bl IIpU MEPEXO]e U3 METAIUINYECKON MaTpPHULbl B OKCUJ U X PACTBOPEHUEM B pe3yJIbTaTe
HEWTPOHHOTO 06ITydeHHs ¢ HocTHkeHneM duoernca He meree 2,0x10%2 cm? (E > 0,1M»dB).

3. BriepBeie BbIZETICHBI OCHOBHBIC (DAKTOPEI, CBSI3aHHBIE ¢ MU (Y3HOHHOM TOJBMKHOCTBIO JKee3a
U POCTOM Pa30pUEHTHPOBAHHBIX CTOJIOYATHIX 3€PEH OKCUAHOH IUIEHKH, ONpEeAEAIoIINe TOHIKEHHOE
KOPPO3HOHHOE COMPOTHUBICHHE MHOTOKOMITIOHEHTHBIX CIiaBoB cucteMsl Zr-Nb-Sn-Fe B cpaBHeHuu ¢
OounapabiME Z1r-Nb crijiaBaMu B YCJIOBHUSX aBTOKJIABHOTO OKHCIICHUS. Y CTAHOBJIEHBI 3aKOHOMEPHOCTH
BJIMSTHUSL N3MEHEHHI KPUCTAJUIMYECKON CTPYKTYPhI M1 XUMHUYECKOTO COCTaBa BhlieieHui (asbl JlaBeca
IpU OKHCIICHUN Ha 00pa30BaHUE U PA3BUTHE MUKPOIIOPUCTOCTH B OKCUIHBIX IJICHKAX.

4. BriepBble OKa3aHO, YTO HEUTPOHHOE 00JyYeHHE He IPUBOJIUT K Pa3BUTHIO MUKPOIIOPUCTOCTH U
U3MEHEHHUSM B MOP(OJIOTHH 3€PEHHOTO CTPOSHHS OKCHJIHBIX IJICHOK 000JI0YEK TB3JIOB, B CPABHEHHH C
HEOOJTyueHHBIM cocTosiHHeM. OTCyTCcTBHE yBENMYEHHUS Ae(PEKTHOCTH OKCHIHBIX IUIGHOK TIOJ
00JTy4eHUEM CBHUJIETEIBCTBYET, YTO MPEBATUPYIOMUM (PAaKTOPOM HEraTUBHOIO BIMSHUSA HA YCKOPEHUE

KOppO3uHU CIJIaBOB CUCTCMBI Zr-Nb-Sn-Fe sBisieTcs COACPIKaHUC OJIOBA B UX COCTABC.

TCODGTI/ILIGCKEUI " IMIPpaKTHUYICCKasa 3HAYUMMOCTh Da6OTI>I

1. Pa3pabotansl u BHeapeHsl B mpaktuky AO « BHUMHM» u AO «I'HII HUMAP) kommiekcHbie
METOAMKH H3YYEHHUS CTPYKTYpHO-()a30BOTO COCTOSIHUS TOHKHUX OKCHIHBIX IUICHOK, MO3BOJISIOIINE
KOJIMYECTBEHHO OLIEHMBAaTh MX CTPYKTYpy M COCTaB B JIOPEAKTOPHBIX U IOCIEPEAKTOPHBIX
UCCJIEIOBAHMSIX U BBISIBIATH (DAKTOPBI, BIMSIONINE HA KOPPO3UOHHOE CONPOTUBIIEHUE MaTepuaa.

2. TlomydeHBI OSKCIUTyaTaIl[MOHHBIE XapaKTEPUCTHKH 000JI0YeK TBAJIOB U3 cmaBa J110M B
peakropax BBOP u PWR, 000cHOBBIBatoIIME €ro MPeuMyIIECTBa 10 CPABHEHHUIO C UCIIOJIb3YEMBIMH B
HacTosiee Bpems Uit 06osiouek TBAoB crutaBamMu 3110 u 3110omr.

3. Onpenenen onTUMaiIbHBIA Auana3oH conaepxkanus Sn (0,4 — 0,6) %, npu conepkanuu Fe Ha
ypoBae 0,3 % u Nb na ypoue 1,0 %, B crmmaBax cuctembl Zr-Nb-Sn-Fe, mist moBsimienus
KOPPO3MOHHOM CTOMKOCTM MaTepuajla, € COXPAaHEHHUEM BBICOKOIO YPOBHS IPOYHOCTHBIX

XapaKTePUCTHK M CONPOTUBIICHUS PAIHAllMOHHOMY (OpPMOM3MEHEHHIO. Takoi cocTaB CIjlaBa MOXET
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OBITh PEKOMEHJIOBAH JIs MPaKTUYECKOro MpUMEHEHUs B KauecTBe Martepuana Tpyo HK u mpyrux

cuIoBbIX 1eMeHToB kapkaca TBC peakropos BBOP u PWR.

OCHOBHBI€ ITOJIOKEHHS, BEIHOCUMBIC Ha 3aIUTY

1. PazpaboraHHble METOJUKH TIOATOTOBKH U 3JIEKTPOHHO-MUKPOCKOMYECKUX HCCIEAOBAHUN
CTPYKTYPHO-(Da30BOTO COCTOSIHUS OKCHIHBIX IUICEHOK, OOpa30BaHHBIX Ha IMOBEPXHOCTH 000JOYEK
TBAJIOB U3 CIIaBOB cucteM Zr-Nb u Zr-Nb-Sn-Fe npu aBTok/1aBHBIX ¥ pEaKTOPHBIX HUCITBITAHUSX.

2. DKCcHepuMEHTAJIbHbIE JaHHbIe MO (OPMUPOBAHUIO CTPYKTYpHO-(PA30BOTO COCTOSHUS H
3aKOHOMEPHOCTSIM  [lepepaclpesiesieHuss  JIETUPYIOIIUX  3JEMEHTOB B OKCHJAHBIX  IUICHKaXx,
00pa30BaHHBIX HA MOBEPXHOCTH 00O0JIOYEK TBIJIOB U3 ciutaBoB cucreM Zr-Nb u Zr-Nb-Sn-Fe mnpu
ABTOKJIABHBIX MCIIBITAHUSIX.

3. DkcnepuMeHTaJbHble JaHHbIE IO CTPYKTYpPHO-(a30BOMY COCTOSHUIO OKCHJHBIX IIJICHOK,
00pa30oBaHHBIX MOJ OOJIydeHHEM Ha TMOBEPXHOCTH O0OJOYEK TBIJIOB M3 CIIaBOB cucTeM Zr-Nb u
Zr-Nb-Sn-Fe npu skcmnyatanuu B peaktopax BBOP u PWR.

4. DKcriepuMEHTaJIbHBIE JaHHBIE 1O OOOCHOBAHUIO HCIOJIb30BaHUsA cruiaa J110M B kauecTBe
MaTepuana 000104eK TBAIOB peaktopoB BBOP u PWR.

5. PexoMeHaaMu 1Mo ONTHMH3ALINH CO/Iep)KaHus Sn B cruiaBax tTuna 9635 cucremsr Zr-Nb-Sn-Fe.

CreneHb JOCTOBEPHOCTH IMOJYYCHHBIX PE3YJIHTATOB

JIOCTOBEPHOCTD MOJIyYEHHBIX PE3yJIbTaTOB OOecreueHa UCIOIb30BaHUEM MPOTrPAMMHBIX METO/I0B
U3MEPEHUsl CTPYKTYp MaTepuajoB B COUYETAaHMM CO CTAaTUCTHUYECKOW 00paboTKoi pe3yinbraroB. Jlims
KaXJI0T0 OTIENBHOI0 MCCIIEOBAaHUS OBLIO MOJrOTOBJIEHO W H3Y4YEHO HE MEHee Tpex oOpasloB.
[TorydyeHHble pe3ynbTaThl MO (HOPMHPOBAHUIO M SBOJIIOIMHM CTPYKTYPHO-(Aa30BOTO COCTOSIHUS
OKCHJIHBIX IJIEHOK, 00pa30BaHHBIX Ha MOBEPXHOCTH M3JAEIUI U3 POCCHUICKUX LIUPKOHUEBBIX CILIABOB
COIJIACYIOTCSl C U3BECTHBIMHM SKCIEPUMEHTAJIBHBIMU U TEOPETHMUYECKHUMH JAHHBIMU JUIS 3apyOeKHBIX
CIUIABOB IIMPKOHMSI, NpPH CPaBHUMBIX YCIOBUSAX IPOBEACHUS HCIBITAHUNA. OKCIIEPUMEHTAJIbHBIC
pe3yabTaThl, MOJYYEHHBIE METOJAMH ONTHYECKOM, IPOCBEUNBAIOIIEH U CKAaHUPYIOIIEW 3JIEKTPOHHOMN
MUKpPOCKOIIUH, a TaKXe BHEPEaKTOPHbIE M PEaKTOpPHBIE XapaKTEpPUCTUKH OOO0JIOUEK TBIJIOB,
onpenenenusie B AO «BHUMHM», AO «'HLl HUHUAP» (Poccus), Ctyacsuk (LlBernus) n XanaeH-

npoekT (HopBerwusi), cormacyrorcs MexIy COOOH.

AnpoOanus pe3yiabpTaToB padOThI

OCHOBHBIE pE3yJbTaTbl JUCCECpTALIMKA  JOKJIAAbIBAJIUCh U 06CY)KII3HI/ICI: Ha CJICOAYIOIINUX

koHpepenmmsax: 9-th International Conference  WWER Fuel, Performance, Modelling and
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Experimental Support (17-24 September 2011, Helena Resort, Bulgaria); VI eBpasuiickas Hay4HO-
npaktudeckas konpepenuus: [Ipounocts HeomHOpPOAHBIX cTPYKTYp (MockBa, MUCuC, 17-19 anpens
2012 r.); 17th International Symposium on Zirconium in the Nuclear Industry (Muaus, Xaiinepaban,
3-7 ¢espans 2013); X Poccuiickas koH(peEpeHIHs 0 peakTopHOMYy MaTepuanoBeneHuio (Poccus,
Jumurposrpan, 27-31 mas 2013); 10-th International Conference on WWER Fuel Performance,
Modelling and Experimental Support (7-14 September 2013, Sandanski, Bulgaria); nayunas
KoH(pepeHusa nocesmeHHas 50-neruto OPM “HoBple marepuanbl JUis MHHOBAIMOHHOTO Pa3BUTHUS
atomHoi sHepretuku (Poccus, umutpoBrpan, 24-27 mapra 2014); poccuiickas KoH(EpeHIHS:
«qupkonuit 21 Beka» (2-Sutonst 2014 roma, OAO «UM3», r. I'mazoB); Bcepoccuiickas HaydHas
KoH(pepeHmu «Marepuansl snepHoit TexHukn» (MAST-2014) (Poccus, 3Benuropon, 07-09 oxtsops
2014 r.); 34 bouBapoBckuii koukypc AO «BHUMHM» cpenn y4acCTHUKOB MOJIOJICKHOTO OTKPBITOTO
koHKkypca (MockBa, AO «BHUMHM», 17 wnHos6ps 2015); 35 bouBapoBckuii koHkypc AO
«BHUHHM» (MockBa, AO «BHUMHM», 24 nosi6ps 2016); VIII eBpa3uiickas HayqHO-TIpaKTHYECKas
KoH(pepeHms: [Ipounocts HeoqHOPOAHBIX cTPYKTYp (MockBa, MUCuC, 19-21 anpens 2016 r.); VIII
Bcepoccuiickast koHGEpeHIMs N0 UCIBITAaHUSM M UCCIEAOBAaHUSAM CBOMCTB maTepuanioB «TectMar»
no Temaruke «VccrnemoBaHWe KOHCTPYKIIMOHHBIX MaTEpHaloB W (PYHKIMOHAIBHBIX TMOKPBITUN
METOJAaMH  ONTHYECKOM,  pacTpoBOM M  INPOCBEUMBAIOIIEH  MHUKPOCKONMH,  METOJaMHU
PEHTIEHOCTPYKTYPHOTO M PEHTIE€HOCHEKTpanibHOro MukpoaHanmuza». (Poccusa, Mocksa, OI'VII
«BUAM» T'HII P®, 17 despans 2016 r.); 18th International Symposium on zirconium in the nuclear
industry (CHIA, Xwnron Xen Aiinena, 15-19 mas 2016); XI koHpepeHIHS TO pPEaKTOPHOMY
MaTepHUalOBEICHUIO, MOCBIIIEHHAs 55-I€TUIO OTAENEeHHs] peakTopHoro marepuanoBenaeHuss HUMAP
(r. Jumutposrpan, AO «'HL HUUAP», 27-31 mas 2019 r.); XIII International Conference on
WWER Fuel Performance, Modelling and Experimental Support (15-21 September 2019, Sol
Nessebar Resort, Nessebar, Bulgaria); 38 bouBapoBckuii konkypc AO «BHUHMHM» (Mocksa, AO
«BHUMHMp», 18 nosiops 2019); 39 bousapoBckuii koHkypc AO «BHMHWHM» (MockBa, AO
«BHUMHM», 24 wnos6ps 2019); TopFuel 2021 (06-10 June 2021, Santander, Spain); 20th
International Symposium on Zirconium in the Nuclear Industry (June 20-23, 2022, Ottawa, Ontario,
Canada).

OcHOBHBIE pe3yJIbTaThl JUCCEPTAllUU OTpaxkeHbl He MeHee yeM B 30 paborax, U3 HUX 8 craTei
omy0OyiMkoBaHbl B KypHanax u3 llepeunss BAK P® unm BXOasST B MEXAyHapOIHYIO 0a3y NaHHBIX

HUTHPOBAHUSA SCOpUS.



O0peM u CTPYKTYpa AucCCEepTaniun

HuccepranuonHas pabora u3noxena Ha 131 crpanmue, comepxutr 102 pucynka, 12 Tabnun,
COCTOMT U3 BBEJIEHUS, IIATH IJIaB, BBIBOAOB, CIIMCKA LIUTUPYEMOM JuTepaTypsl U3 125 HauMeHoBaHMM

U IIPUJIOKCHUA C aKTaMU 00 HCIIOJIb30BAaHUH PE3YIbTATOB HHCCGpTaHHOHHOﬁ pa6OTBI.

JIMYHBINA BKJIaJ COMCKATEIS

1. Pa3paboTka METOJMK TIOJATOTOBKM W TmpoBeneHus TOM wuccrneqoBaHUN TPOAOIHHOTO H
HIONIEPEYHOI0 CEUEHUI OKCHUIHBIX IJICHOK, OOpa30BaHHbIX HA IIOBEPXHOCTU OOOJOYEK TBAJIOB M3
CILTaBOB U3 cIuiaBoB cucteM Zr-Nb u Zr-Nb-Sn-Fe npu aBTOKJIaBHBIX U pEaKTOPHBIX UCIIBITAHUSIX.

2. [Nonmyuyenne, 00pabOTKa M aHAIN3 SKCIIEPUMEHTAIBHBIX JAHHBIX 10 ((OPMUPOBAHHIO M SBOJIIOIIUH
CTPYKTYpHO-(a30BOr0 COCTOSIHUSI U 3JIEMEHTHOI'O COCTaBa OKCHUIHBIX IJICHOK (C ONpEeNIEHUEM U
UACHTUGUKAIMEH BCEX CTPYKTYPHO-(A30BBIX COCTABIIAIOLINX), OOpPa30BAHHBIX HAa IOBEPXHOCTHU
000JI0OYEK TBIOB IMpPHU ABTOKJIABHBIX M PEAKTOPHBIX MCIBITAHUAX. AHAJIN3 BIUSHUSA KUHETUKU
U3MEHEHHUS CTPYKTYPhl U COCTaBa BBIJEICHUN YacTUL BTOPOH (pa3bl MpU UX OKUCIEHUU Ha 3alUTHbIE
CBOICTBA OKCUHBIX IJICHOK.

3. O6paboTKa 1 aHAJIN3 SKCIIEPUMEHTAIBHBIX JAHHBIX MOCIEPEaKTOPHBIX UCCIIEI0BaHUI 0000YeK
TB3JIOB 13 cIiaBoB cuctem Zr-Nb u Zr-Nb-Sn-Fe, npeaBaputenbHo o06nydeHHbIx B pekrope BOP-60 u
MPOLIEIIINX KOPPO3UOHHBIE UCTIBITaHUS B «ropsiunx» kamepax AO «['HL] HUAPy.

4. Omnpenenenue u BbIOOP 00BEKTOB uccienoBaHuil. OOpaboTka M aHANU3 pPe3yibTaTOB
MOCJIEPEaKTOPHBIX HCCIEOBaHUN B «ropsunx kamepax» CtyacBuka (ILIBerust) OKCHAHBIX IMJICHOK
obostouek TBAJIOB M3 cruiaBoB cucteM Zr-Nb u Zr-Nb-Sn-Fe mocie o6iydenust B merie XaiacH-
peakropa (Hopgerus). OueHka BiIMSHUS CTPYKTYPHO-(a30BOrO COCTOSIHUS OKCHJIHBIX IUIEHOK Ha
KOPPO3MOHHOE MOBEIEHUE 000I0YEK.

5. O0OpaboTKa U aHaJIU3 SKCIEPUMEHTAIbHBIX JIaHHBIX MMOCIEPEaKTOPHBIX UCCIEI0BaHUI 000104eK
TBAJ10B M3 cruiaBa D110M mociie 3aBeplieHMs] ONBITHO-IIPOMBIIIJIEHHON JKCIUTyaTallid B PEaKTOpe

BB3P-1000 na BTopom 6:10ke banakoBckoit ADC.
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1. AHanuTHYeCcKHi 0030p JUTEPATYPHI

1.1. IlupkoHMeBBbIe CIVIABBI, IPUMEHsIEMbIe B SI/IePHBIX JHEPreTHYeCKUX YCTAHOBKAX

KOHCTpYKIIMOHHBIC MaTepualibl, HCIOJIb3yeMble B aKTHBHBIX 30HaX (A3) sIEpHBIX pPEakTOPOB
JIOJDKHBI OTBEYATh HECKOJIBKMM TpPeOOBaHUSAM: XOpOIlas KOPPO3UOHHAs CTOMKOCTh, JOCTaTOYHAs
MEXaHMYECKasi MPOYHOCTh, BBICOKAS TEIUIONMPOBOJHOCTh W HHM3KOE CEYCHHME 3aXBaTa TEIUIOBBIX
HelUTpoHOB. OJHUM M3 HEMHOIMX TaKUX MaTepuayoB sBisgercs Lupkonui [1-3]. Opnaxo, g
HOBBIIIEHUS] KOPPO3MOHHOI'O CONPOTUBIIEHUS B BOJIE U IIape, YBEIUYEHUSI MEXaHUYECKOM MPOYHOCTH,
HOBBIIIEHUS] CONPOTHUBJIEHUS (HOPMOM3MEHEHUIO 110 BO3JEHCTBUEM HEHUTPOHHOrO OOIy4YEeHUs
HE00XO0IMMO MTPOBOJIUTH JIETUPOBAHHUE IIUPKOHHSL.

JlerupoBaHue NUPKOHHS TaKUMU eMeHTamu, kKak Cr, Fe u Ni Obu1o HarpaBjIeHO Ha MOBBIIICHUE
€ro KOPPO3MOHHOTO CONPOTUBIICHHS MPH OKUCIeHUH B nape. JlerupoBanue Sn u Nb Obu1o BeIOpano,
JUI TIOJaBJICHUS] BPEAHOTO BIUSHHS IMPUMECH a30Ta, CYLIECTBEHHO CHIIKAIOLIETO0 KOPPO3HOHHYIO
CTOMKOCTbH IIpKOHUS [1-3].

B Hacrosimee Bpemsi CyIIECTBYET HECKOJIBKO OCHOBHBIX HAIPABICHHWN JIETHPOBAHUS: CILIABBI
aerupoBanHbie Toabko Nb mmm Nb, Fe, Sn (oreuectBennbie crutaBel tuma 2110, D125 u D635,
3apyoexubie cruiaBel ZIRLO, MDA u 1. 1.) u cruiaBsl jterupoBanubsie Sn, Fe, Cr, Ni (3apy0OexHbie
cruaBel Tuna Zircaloy-2 u Zircaloy-4) (tabmuma 1.1). bunapusie crutaBbl, copepkamue Nb, Opumm
paspaboransl B CCCP (crmmaer D110 u D125) u Kanane (crumaB Zr-2,5%Nb). Bonee coBpemeHHBI#H
cruiaB, Takoi kak D110omnT (¢ perinaMeHTHPOBaHHBIM TUAMa30HOM cojiepkaHuii xenesa ot 400 1o 700
ppm u kuciaopoaa or 700 mo 990 ppm), sABISETCS OCHOBHBIM MaTepHaIOM OOOJOYEUHBIX TPYO C
YTOHEHHOM CTEHKOH JJIsl TBAJIOB C MOBBIIIEHHON YPaHOEMKOCTBIO peakTopoB BBOP, a Takke ycnemHo
IpOLIENT ONBITHO-IIPOMBIIIUIEHHYIO JKCIUTyaTallio B KadecTBe oOosouek TB30B TBC-K peaxtopa
PWR na ADC «Ringhalsy. YMeHpmHTh TON3y4ecTh OOOJOYKH IO3BOJSIET TPUMEHEHHE Ooliee
paIuanoHHO-CTOMKOro nupkoHueBoro crasa 3110M, umeromniero 6osiee BBICOKOE B CPABHEHUHU CO
crutaBoM D110omnT conepxanue KUCIOPOaa U Keje3a, 3a CYeT KOTOPBIX 00ecreYnBaeTCs MOBBIILIEHHOE
COTIPOTHUBIICHUE PEAKTOPHOMY (hopMOM3MEeHEeHHIO. BBICOKYIO cTOMKOCTH crutaBa J110M k peakTopHO#
MIOJI3yYECTH TOATBEPKAAOT PE3yJIbTaThl JKCIEPUMEHTOB B peaktope BOP-60 u pesynbrarsl
IPOMBIIIJICHHOHN 9KCIUTyaTalliu ONBITHBIX TBAJIOB Ha BTopoM Onoke bamakoBckoit ADC u ueTBepTOoM
onoke ADC «Ringhals» B peaktope PWR. Jlpyrue coBpeMeHHbIe CIIaBbl, Takue kak 2635M, Opt.
ZIRLO™_ MDA u HANA, coaepxamue Sn, Nb u Fe, paccmarpuBaroTcst B KaueCTBE MEPCIIEKTHBHBIX
CIUIaBOB JIJIs1 000JIOYEK TBIJIOB M 3JIEMEHTOB cuiioBoro kapkaca TBC, Hapsaay co crmaBamu O1100mnT.,

D110M u M5™_ conepxanumu Nb, ¢ no6asnennem Fe u O [1, 4-19].
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Ta6ymma 1.1 — CocTaB NPOMBIIIIICHHBIX TMPKOHUEBHIX CIJIABOB

Cmuas Sn, % Nb, % Fe, % Cr, % Ni, % O, %
2110 - 0,9-11 0,014 - - 0,06
3110ont - 0,9-11 | 0,04-0,07 - - 0,070-0,099
D110M - 0,9-1,1 | 0,075-0,135 - - 0,10-0,14
2125 - 2,5 0,015 - 0,007 0,05
2635 11-14 | 0,911 0,3-0,5 - - 0,05-0,07
D635M 0,8 0,8 0,3 - - 0,05-0,07
Zircaloy-2 1,2-1,7 - 0,07-0,2 0,05-0,15 0,03-0,08 -
Zircaloy-4 1,2-17 - 0,18-0,24 0,07-0,13 < 0,007 0,09-0,13
Zircaloy-4 low tin 1,3 - 0,2 0,1 - 0,11-0,16
Zr-2,5%Nb - 2,5 <0,15 - - 0,09-0,13
ZIRLO 0,9-12 |0,9-1,13 0,1 - - 0,09-0,13
Opt. ZIRLO 0,67 1 0,1 0,08 - 0,1
M5 - 0,8-1,2 | 0,015-0,06 - - 0,12
MDA 0,8 0,5 0,2 0,1 - -
HANA-4 0,4 15 0,2 0,1 - -
HANA-5 0,8 0,4 0,35 0,15 Cu0,1 -

1.2. CTpykTypa u cBOiicTBa HMPKOHUSA

UucThlil IUPKOHUN TIPU KOMHATHOHM TemmepaType Haxoautcs B da-(aze umeer I'TIY pemerky c
napamerpamu: @ = 0,323 M, ¢ = 0,515 BM u oTHomeHueMm a/c = 1,593. Ilpu Temmeparype 865 °C
MPOUCXOAUT AIOTPONUYECKOE TpeBpaiieHue o-(aspl mupkoHuss B P-dazy ¢ OLK pemerkoit
(mapametp pemetku a = 0,359 Hm). Temmeparypa ruiaBneHus uuctoro nupkonuu 1860 °C. Ilpu
NOMUMOP(HBIX TpPEeBpalleHUsIX MEXIy o- U [- ¢dazaMd IUPKOHUSA BBHIMOIHSIOTCS CTpPOTHE
OpPHECHTAIMOHHO-KPHCTAIOrpaduIecKue COOTBETCTBHUSA, ycTaHOBICHHBIE broprepcom [1-3, 20-22]:
{110} || (0001),, <111> || <11-20>,. HekoTopbie (u3UUECKHE CBOWMCTBA IIMPKOHHUS MPHBEICHBI B
tabnuue 1.2.

[TomuMoO MOMUMOP(HOTO BHICOKOTEMIIEPATYPHOTO MPEBPAIICHHS] YACTOTO IUPKOHUS 0OHAPYKEHO
enle OJHO MpeBpalleHue, MPOUCXOJAIee MOJ BO3AeUCTBHEM BbicOKoro nasienus [1, 20]. Ilpu
naBneHusx Beime 6 ['Tla oOpasyercs cTpykTypa, OTIUYHAS OT 0- U - (a3, KoTopas COXpaHsIeTCs MpU
KOMHATHOW TemIepaType M IOCJE CHATUS HampskeHus. Ota cTpykTypa umeer ['TIY pemerky c

napamerpamu a = 0,504 um, ¢ = 0,311 uM u saBisieTcs ®-}a3oii TUPKOHHUS.

Tabnuna 1.2 ®usnyeckue cBOWCTBA IUPKOHHUS [2, 22]

Pasmeproctsh | Benuuuna | [1120] [0001]

[1noTHOCTH Kr/M° 6500 - -

KoaddunmeHnt TepMudeckoro paciupeHus K? 6,7:10° 5,2:10° | 1,04-10°

Mopyns FOnra I'Tla - 99 125

ITapameTp pemerku HM - a=0,323 | c=0,515
TenIonpoBOIHOCTE Br-MY/K 22 - -
TennoeMKOCTh Jx/kr-K 276 - -
CeueHne 3aXBaTa TEIIOBBIX HEHTPOHOB No OapH 0,185 - -
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1.3. OkuciieHre UUPKOHUS U €r0 CIJIABOB

OxucneHre CIUIABOB IIMPKOHUS B PEAKTOPE OTrpaHUYMBACT O€30MacHyr paboTy TOILTUBHBIX
AJIEMEHTOB M, CIEOBATEIbHO, OTPAHUYUBAET JOCTHXKMUMbIE YPOBHH BBITOPAHMS SIACPHOTO TOIUIMBA.
Jlis TOBBILLIEHUS CTENEHU BBITOPAaHUS HEOOXOAMMO MOBBIIIATH JUIMTEIBHOCTh IIUKJIOB pPabOThI
anemenToB TBC, 4To B CBOIO ouepeab CTaBUT Oosiee BHICOKKE TpeOoBaHUs K Marepuanam [1, 23]. Otu
TpeOOBaHUSI O CHIKEHUIO KOPPO3WHM W HABOJOPOKUBAHUS IUPKOHUEBBIX CIUIABOB IMPUBOIAT K
HEO00X0IUMOCTH MOIU(DUKAIIMIA COCTABOB U CTPYKTYPHO-(PA30BBIX COCTOSTHHUIA ITHX CIUIABOB.

[{upkoHHEBBIE CIUIaBBI M3YYalOT yxke O6osee 70 JieT, 0fHAKO A0 CUX MOpP HET INIyOOKOro MOHUMAaHUS
O BJIIMSIHUM UX COCTaBa M CTPYKTYPbl IUPKOHUEBBIX CIUIABOB HA MPOILECC KOPPO3UU U, KaK CIEACTBUE,
HET TOHUMAaHUs B MEXaHU3ME OKUCIICHUSI.

Ha pucynke 1.1 mnpencraBieHa pawmarpaMma COCTOSIHHSI CIUIaBOB cucrtembl Zr-O. B B-Zr
pacTBopuUMOCTh Kucnopona cocrasiseT 10,4 at.% (2 % macc.). B a-Zr pacTBOpUMOCTb KHCIIOPOAA €IIe
Beiie — (29 + 0,5) ar.% ((6,75 + 0,1) %macc.) mpu T = (1900 — 2065) °C, a npu KOMHATHOMU
TeMIiepaType oHa coctasisieT . (28 + 1) ar.% ((6,5 + 0,2) Y%macc.).

Bricokast pacTBOPUMOCTh KHCIOPOJia B ILHUPKOHHMH JENAeT CIUiaBbl cucteMbl Zr-O oYeHb
MEPCIEKTUBHBIMUA C TOYKU 3PEHHS MPAKTHYECKOTO HMCIOJIb30BAaHUS JIETUPOBAHUS KHUCIOPOJIOM Kak
METO/1a YIIPaBJIEHUS CTPYKTYPOM U CBOMCTBAMM LIUPKOHUS U €r0 CIJIaBOB. M3 371eMEHTOB BHEIPEHUS B
IUPKOHUU TOJIBKO KHCIIOPOJ, pacCMaTpUBAECTCS HE TOJIBKO KakK BpeAaHas NIPUMECh, HO M Kak

JIETUPYIOLINNA 3JIEMEHT.

Weight Percent Oxygen

) 10 20 30
T v I A———— OV h— - : e
P =1 atm + GE
2800 amosc L G
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Puc. 1.1. lnarpamMma cOCTOSTHUS CIIJIaBOB cUCTeMbI ZI-O



13

OxucneHre UUPKOHHS TMPOUCXOIUT 3a cueT AUu(@Py3ur aToMOB KHCIOpOJa 4Yepe3 OKCUAHYIO
IUIEHKY K MOBEpXHOCTH MeTauia. Ha HayanpHOM craguu okuciaenus moiekyisl H2O aapcopbupyrores
MOBEPXHOCTHIO KOPPOAMPYIOLIET0 00pa3lia M, 3aXBaTbIBasi AJIEKTPOHBI, JWCCOUMUPYIOT HA HOHBI
KHCJIOpOa U mpoToHsl [ 1, 23-25]:

0% + 2e + H,0 — 0% + 2H", (1.1)
20% + Zr — ZrO; + 4e + 0**, (1.2)
rje O — aHMOHHAs (KUCIOPO/IHAS) BAKAHCHS,
€ — DJIEKTPOH.

Jlanee KUCIOpOJ pacTBOpsieTCS B MeETajule, M KOTJa €ro KOHIIEHTpAIMs B MOBEPXHOCTHOM CJIO€
nocturaer ~ 30 at.% (~ 7 mac.%), Ha MOBEPXHOCTH OOpa3la BO3HUKAET OKCUAHAs TuieHka ZrO.
BroBb o6pasyrommecs nousl 02 1uddyHIMpyIOT CKBO3b IIEHKY U, HOCTUras METANIa, HAPAlTUBAIOT

ee ToNuHy (pucyHok 1.2).

0, + de —» 20% M

T
H,0 - O” +(::>——————> 2H'+ 2e - 2H

MoHorIHHHAaA ZrO;
eTparoHajbHas ZrO;

20+ Zr > ZrO, +e1-a;|;nmecmle

Touxni amopdueIi Iupxormii YACTHIIBI B KOHTAKTE C
caoit ZrO, MaTpHueH

Puc. 1.2. Cxema okcuHO#H mieHKH [ 1]

YacTh BRICBOOOMBIIErOCS BOAOPOAA 00pa3yeT ¢ IMUPKOHUEM THAPHUJIBI, KOTOPHIE B CBOIO OYepelb
MOTYT IPUBOJIUTH K PACTPECKUBAHHUIO.

VcxonHas okcuaHas IUIeHKa, (popMupyemas Ha MOBEPXHOCTU M3AETUM U3 IIMPKOHUEBBIX CIIJIABOB,
MMEET YEPHBIM IBET U SABISAETCA IUIOTHOM M XOPOIIO CLEIUICHHONW C MOBEPXHOCTBIO MeTajula. Takue
TUICHKU SIBJSIFOTCS JeQHUIIMTHBIMU TI0 KUCIOPOIY: UX cocTaB oTBedaeT opmyne ZrOzx, rae X < 0,5.
Poct 3T0it OKCHTHOM MIIEHKH OCYIIECTBISETCS 0 KyOMYecKOMY MM MapaboarndeckoMy 3akoHy [1, 22,
24, 26]:

Aw ~ t/n, (1.3)
e AW — mpuBec MO Macce OKCHHOM TIEHKH (MT/IM2) 3a BpeMs OKHCIIeHuS t;
N — T1oKa3aTeldb CTENEHM MPUHUMAIOMIMKA 3HAueHUs 2 Wid 3, 4YTO COOTBETCTBYET
napaboIMYecKOMy WM KyOUYeCKOMY 3aKOHY OKUCIICHHS.
3aKkoHy KBaJApaTUYHOHN Mapaboisl (N = 2) COOTBETCTBYET MeXaHU3M AU y3ur KUCIOpoaa depe3

IJICHKY 1O aHWOHHBIM BakKaHCHSAM (T. €. MO BaKaHCHUAM KHCIOpoaHOW moapemetku ZrOz). C
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YBEJIIMYCHUEM BPEMEHU OKHUCIICHUS MPOUCXOAUT NEPEX0]T K TMHEUHONU CKOPOCTH OKucieHus [1, 23, 25]

(Tak Ha3pIBaeMoE sABJICHUE Tiepesioma) U N = 1 (pucyHok 1.3).

=
o

o

w

=

=

B

=

o

o | AomepeIoMHas CTagusA

$ | poCcTa OKCHIHOM NVIEHKH

(=)

« IToc/ienepe1oOMHAasA CTAausA
= pocTa OKCHAHOH NJIEHKH
|

=

(=)

b=

Bpe.\m OKHCJ/ICHHSA

Puc. 1.3. Kunernka pocra OKCHIHOH TUICHKH

[Tocne mepernoMa HBET IMJIEHKH MEHSAETCS OT YEPHOTO N0 Oenoro (Y4To CBSI3aHHO C YMEHBIICHHEM
KOJIMYECTBA AHWOHHBIX BaKaHCI/Iﬁ u COOTBGTCTByCT HpI/I6JII/DKeHI/IIO K CTeXI/IOMCTpI/I‘-ICCKOMy COCTaBy
ZrOz), a 3amMTHBIE CBOWCTBA IUICHKH CHIDKAIOTCA: CTPYKTypa OKcuaa —oOoramiaercs
MaKpPOCKOIUYECKUMU J1e(heKTaMH, MIIEHKAa CTAHOBUTCS PHIXJION M ochlnaronieiics. Peskoe yBennuenue
CKOPOCTH OKHCJICHHSI TIOCNIE TIepelioMa CBS3BIBAIOT C OTHOCUTEIBHO JIETKMM TMPOHUKHOBEHHEM
KOPPO3MOHHOW Cpellbl C TOBEPXHOCTH OKCHJA IO €ro HECIUIONIHOCTSIM JI0 BEChMa TOHKOTO
HEMOBPEXKJACHHOTO CIIOs, TMPUJIETAIONIEr0 HEMOCPEJCTBEHHO K METAJULy W HWIPAOUIEr0 pPoib
muddy3noHHOTO Oapbepa, JIUMUTHPYIOIIETO CKOPOCTh MPOTEKaHUS KOPPO3HOHHBIX MpoleccoB [23,
25, 26].

B 3aBucuMocTH OT TONIIMHBI W MHUKPOCTPYKTYpbI, OKCHIHAs IUIEHKa, OOpa3oBaHHas Ha
MOBEPXHOCTH ITUPKOHUEBBIX WU3JENUN, MpelCcTaBiseT co00il B OONbIIEH WM MEHbIIEH CTelneHu
mubdy3noHHBIH Oapbep, 3amumaronuii Metanna. [lo Mepe pocta u yBenudeHHsl IePEKTHOCTU
3allIUTHBIC CBOI\/’ICTBa OKCHUIHBIX IIJICHOK YXYJIH_IaIOTCSI, TaK KaK IIOABJIAKOTCA HECIIJIOIIIHOCTH:

MHKPOCKOITMYCCKHUEC U MAKPOCKOITMYECKNEC TPCIIUHBI U ITOPHI.

1.4. CtpykTrypHO-(pa30Boe cOCTOSIHHE OKCHIHBIX IJICHOK CILIABOB LIUPKOHUS

Juokcun nupkoHust ZrO2 sBisieTcss MOIUMOPGHBIM M MOXKET CYIIECTBOBATH B TPEX Pa3IMYHBIX
KPUCTAJUTMYECKUX MOU(UKAIUAX, IO Mepe TMOBBIIICHUS TeMmmneparypsl. HuszkoremmepatypHOit
Monudukanuer ABISETCS MOHOKIWMHHAs pemetka ¢aszpl  ZrOz.  BricokoTemmnepaTypHBIMU
Monu(UKAIMSAMH  JUOKCHIA [HUPKOHUS SBISAIOTCS TETparoHambHas W KyOWdecKash peIIeTKH.
Temneparypa mnaBnenus ZrOz cocrasmsier 2680 °C. B ob6nactu temneparyp ot 2680 °C mo 2370 °C

ZrO; mpeObiBaeT B KyOmdeckodt mommdukammu. [Ipu temmeparype ot 2370 °C mo TemmepaTypbl
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950 °C (mpum oxmaxaenun) u 1150 °C (mpu HarpeBaHWHM) CTAOWIBHOM SIBISIETCS TETparoHAJIbHAs
momudukanust ZrO,. CoorBercTBeHHO mpu Temmeparypax Huxe 950 °C mmokcuna nupkonus ZrO:
UMeeT MOHOKIIMHHYIO pemeTKy (pucyHok 1.4). [Tapamerps! pemeTku paznuyabix Mmoaudukanuii ZrO;

npeacTaBieHsl B Tadbmwmie 1.3 [22, 24, 27].

a, n{ = 90: 4 C
= | a#c
2370°C
C m— a
a3 258
MOHOKR/IHHHasA TeTparoHa . ibHasi Ry(’)nqecxaﬂ

Puc. 1.4. Kpucramnmmyeckue mogudukanuu ZrO;

Tabmuna 1.3 Kpucraymorpaduueckue JaHHbIe pa3snudabix Moaudukanuii ZrO»

Kpucraninueckas perierka a, A b, A c, A IPOCTPAHCTBEHHAs TPYIIa
MOHOKJIMHHAS 5,07 511 5,27 P2./c
TeTparoHaJIbHas 3,62 5,26 5,26 P4,/nmc
KyOndeckas 5,14 5,14 5,14 Fm3m

OxcusiHble TUICHKH TOJIIMHOW Oosiee 3 MKM COCTOST MPEUMYILIECTBEHHO M3 CTOJ0YaThIX
KPUCTANIOB MOHOKJIMHHON (a3pl ZrOz, HO wyacTo cojepXaT M MeTacTaOWiIbHble BKJIIOUYEHUS
BBICOKOTEMIIEPATypHbIX MOAUUKaIUN (IIPEeUMYIIECTBEHHO TeTparoHanbHoi ¢asbl). Ilocnennee
OOBSICHAETCS] CTAOMITM3UPYIOIIEM BIMSHUEM CKMMAIONINX HAINPSDKEHUH, BO3HUKAIOMINX B TUICHKE M3-
3a pa3HULBI B MapaMeTpax KPUCTAUIMYECKUX PEIIeTOK METAIIIMUECKOro MUpKoHUs, ZrO2 U OKCHIOB,
00pa3yIoOUIMXCsl Ha MHTEPMETAIIMUYECKUX BbIICICHUAX. 3HAYUTEIbHbIE KOPPO3UOHHBIE HANpPSHKEHUS
BOJIM3M TPaHHUIBl pasjiena «MeTaul-okcuy (00beMHBIN 3¢ dekt npu (a3zoBom mpeBpamieHun Zr —
ZrOy cocraBusger Tmopsaka  1,56)  crmocoOCTBYyeT  KpUCTALIM3alMu  aMopdHOTro  cios ¢
MPEUMYIIECTBEHHBIM 00pa30BaHueM MeTacTaOMIbHBIX (a3 [22, 25, 28].

B npocBeunBaromniemM pexuMe padoThl 3JIEKTPOHHOIO MUKPOCKOINA OBbLIO MPOBEAECHO JEKTPOHHO-
MHUKPOCKOIUYECKOE HCCIIEJOBAHUE OKCHJHBIX IUIGHOK Ha oOpasuax Tpy0 M JIMCTOB M3 CIUIaBOB
Zircaloy-4, ZIRLO u Zr-2,5%Nb [28, 29]. Xumuueckuii COCTaB MUPKOHUEBBIX CIJIABOB MPHBEICH B
tabnuue 1.1.

OO6pa3ipl TpyO M3 STHX CIUIaBOB OBLIM OKHMCIEHBI B YMCTOM Boje mpu Temmeparype 360 °C B
teueHue 784 nmueit. OOpasupl nuctoB u3 cruaBoB Zircaloy-4 m ZIRLO Obutn OKHCIICHBI B BOjIE
coaepxamieit 70 ppm Li mpu temmeparype 360 °C B teucnme 242 aus (Zircaloy-4) u 369 nueit
(ZIRLO), a o6pasubl Tpy0 u3 crutaBa Zr-2,5%Nb Obuti OKHCIIEHBI IPH TEX K€ YCIOBUSAX B TCUCHHE 3

mueit [28-30].
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Ha pucynke 1.5 nmoka3ana 3aBUCMMOCTh KOPPO3HOHHOTO TIPUBECA OT BpeMeHu okucieHus [10, 29].
Jiis ucoeiTaHuii B uncTod Boje cmiaB Zr-2,5%Nb umMmeer camMyro HHU3KYIO CKOPOCTH KOPpPO3HH.
OpHako, MPU WCHBITaHUSX B Bojae ¢ jutueM cmiaB Zr-2,5%Nb mnoka3siBaeT kaTacTpopuvecKyro
CKOPOCTh KOpPpPO3UH, Uero Hemb3s cka3aTh o ciiaBe ZIRLO, nokazaBimimii xopoline pe3yibTaThl, Kak B
YKCTOM BOJIE, TaK M B Boje coaep:karieit 70 ppm Li. Pe3yapraTel KOPPO3SHOHHBIX UCIBITAHUI B YACTOM
BOJIC U B Bojie ¢ nmobasinenuem 70 ppm Li, s crutaBoB Zircaloy-4, ZIRLO u Zr-2,5%Nb, npuseneHb
B Tabnuie 1.4 [29].

. Z (a) . Zr-2.5Nb (®) 0
== Jr:2 BNB & A LI ﬁ =
45011 o-2RL0 P SN N R A 1m B
4004 -0~ Zircaloy 4 l " -I - Zircakoy-4 - E
i /4’/ 5 2 1m0 Z
30 7 = 40041 o
S 3004 & 0 & | & T 8
. ~ s r =
o 2504 s o - 2 2004 P J;!
@ & 5 8 | p 5
= 2004 e = B A 0 L =
E‘? ) Qﬁf a, ) A —_3 |:: 21'_:0!_' -QP‘,.—-" __.--Er-- E
1504 !ar_,‘-' _:_—af--' e 10 = - .
- p

| e Ay - s - i
100 e 100 { e 4 7
50 Y ? - 5 =
uﬁ%ﬁ.‘ : : : : : : o aaf’ed S . . . . . 0 g

6 100 200 300 400 500 600 TOO GO0 O 50 100 150 200 250 300 350 400

Bpema oxncnena, qHeil Bpema okucnenia, qreil

Puc. 1.5. 3aBucuMocTh KOPPO3UOHHOTO COMpoTHBIIeHHUs ciiaBoB Zircaloy-4, ZIRLO u Zr-2,5%Nb B

4yKCTOM Bojie (a) u B Bojie ¢ qobasienuem 70 ppm Li (6)

Tabnuua 1.4 — Pe3ynbpTaThl KOPPO3UOHHBIX UCTIBITAHUI

Tonuna, MM / Bpemst [TocnenepenoMHast CKOPOCTh
CmunaB Pexum 2
nepexoja, CyT KOppo3uu (Mr/am“/cyT)
) Bona (1,6+04)/28 0,58
Zircaloy-4 Bopna c Li He nabmrogaercs 2,02
Bona (2,3+0,3)/ 84 0,33
ZIRLO Bona c Li (2,720,7)167 0,59
Bona (25+0,3)/112 0,21
-2 50
Z1-2,5%Nb Bona c Li He naOimogaercs 84,6
HccnemoBanne MaKpOCTPYKTYPHI OKCHJIHBIX CIIOCB IPOBOJTUTCS TPH HU3KOM yBEIIHYCHUHU

3NIEKTPOHHOrO0 MHUKpockoma. Ha pucynke 1.6 (a, 0) mpencTaBieHBI CBETJIONOJIBHBIC W300paKEHHS
OKCHHBIX IICHOK, 00pazoBaHHbIX Ha cruiaBax ZIRLO u Zircaloy-4 npu oxkuciIeHUM B YHCTON BOJIE.
Ha cHumkax HaOmogaroTcsi MEepUOJUYECKUEe MPOAOJIbHBIE TPelUHbl, (HOPMUPYIOIIHE CIOUCTYIO
CTPYKTYPY OKCHIIHOU TUICHKH. [IepnoInIHOCTh MPUMEPHO TIOCTOSIHHAS TI0 BCEH TONIMHE OKcuaa [29-
31].

[TeproguIHOCTH OBLTa MEHEE OYEBHIHOM MPU OKHUCICHHH 00pa3IoB B BOJIE C JTUTHEM (PUCYHOK 1.6
(B, 1)). OxcuaHas IUIeHKa, oOpa3oBaHHas Ha cruiaBe Zr-2,5%Nb, He mnoka3siBaeT 3ameTHOM

NEPUOIUYHOCTH, HECMOTPS HAa HAJIMYMEe MHOTHX TPEIIMH, 3TO OTHOCHTCsA Takxke u k Zircaloy-4.
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HOCJ’ICHCpCHOMHaﬂ CKOPOCTb KOPPO3UHU IJId MCCICIOBAHHBIX CIIJIABOB BBIIIC B BOAC C JIUTUEM, YEM B
YHCTOM BOJE. BOSMO)KHO, 4TO IMonaJgaHuc JIMTHUA B OKCUJIHYIO IIVICHKY ocna0iseT MCKKPUCTAJJINTHBIC

TPaHUIIBI, YTO MPUBOAMUT K MOBBIIICHUIO U(PPY3UH KUCIOPOJa K TPAHUIE pa3fesia «METAI-OKCHI)

[28-35].

Puc. 1.6. CernononsHble TOM-u300pakeHUsI OKCHIHOM TUIEHKH, 00pa3oBaHHOI Ha crtaBax ZIRLO
(a) u Zircaloy-4 (6) B uucroii Boze, a Takxe a1 ZIRLO (B) u Zr-2,5%Nb (r) B Boze ¢ nutuem

TOM wuccnenoBaHWe TOKa3bIBa€T HAJWYHME CTOJNOYATBIX W PABHOOCHBIX 3€PEH B CTPYKType
OKCHJIHBIX TJIEHOK. OO0JacTh OKCHIHOW IUIEHKM BOJHM3U TPEIIMH COAEP)KUT 3HAUUTENBHYIO JOJIO0
paBHOOCHBIX 3epeH. Ha pucynke 1.7 moka3zaHbl TpU pPa3IUYHBIX CBETJONOJIBHBIX H300paKeHUS
OKCHJTHOW TUICHKH, oOpa3oBanHOW Ha crutaBe ZIRLO B Bome ¢ mmrtuem (a), crmaBe ZIRLO (6) u
Zircaloy-4 (B) B uncroii Boge. Ha pucynke 1.7 (T) moka3aHO CBETJIONOIbHOE U300paKEHHE OKCHIHON
TIeHKH, oOpa3oBaHHol Ha cruiaBe ZIRLO B 4mcToit Boje, moka3bIBarolee cToaouaTeie 3epHa mo obe

CTOPOHBI OT 00JIACTH ¢ paBHOOCHBIMU 3epHamu [30, 31, 34-36].
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Puc. 1.7. CetnononbHble H300paKeHU OKCHIHON TUIEHKH, 0Opa3zoBanHoi Ha criaBe ZIRLO B Boze ¢
mutueM (a), crutase ZIRLO (6, r) u Zircaloy-4 (B) B uucToii Boje

CBs3b TpELMH C HAJIMYUEM PAaBHOOCHBIX 3€PEH MOXKET ObITh 00BACHEHA MX, BO3MOXKHO, OOJIbIICH
BOCIIPHMMYHMBOCTBIO K HOHHOMY TpPaBICHHIO, WM TPEIIMHB MOTYT OOpa3oBBIBAaTHCA 3a CUET
CKJIOHHOCTH PaBHOOCHBIX 3€PEH K PACTPECKMBAHUIO MPH CHATHU HANPSHKEHUH BO BPEMsI OXJIAXKICHUS
10CJI€ aBTOKJIABHBIX McbITanmii [28-30].

Bo BHemHe#l yacTH OKCHJIHOW IUIEHKH IUIOTHOCTh PaBHOOCHBIX 3€PEH BBILIE, YEM B OCTAJIbHON
YacTU OKCHJA. B OCHOBHOM OKCHJIHBIE CIIOM COCTOSIT M3 CTOJOYATHIX 3€pPEH, OPUEHTHPOBAHHBIX B
HaINpaBJICHUH TIEPIICHIUKYIISIPHOM K TPAHUIIE pa3zesia «METaJUI-OKCH T, IEPUOINIECKH TPEPHIBACMbIE
TOHKHMH CJIOSIMH PaBHOOCHBIX 3epeH [24, 28-34, 37].

bonee peranbHOe u3yuyeHHEe MOP(OJIOTHUHM CTOJNOUATBHIX 3€PEH OKCHIHBIX IUICHOK pa3IMYHbIX
CIUIaBOB IMOKAa3bIBAET pa3jinuue B UX cTpoeHUH (popma u pazmep 3epeH). Ha pucynke 1.8 mokazansl
TpH I/1306pa)K€HI/I$I OKCHJHBIX IIJICHOK BO3JIC T'PAaHHIIBI pa3iciia «METAII-OKCHUI» NI CILIaBOB Zircaloy-
4, ZIRLO u Zr-2,5%Nb okwucienusix B unuctoit Bojge [28-31]. Pasmep cTosa09aThiX 3epeH pasinveH
JUI OKCHJHBIX IUIEHOK Ppa3JIMYHBIX CIUIAaBOB, OJHAKO COOTHOILEHHE [UIMHHBI 3€pHa K IIMpHUHE
npumMepro 5:1. B okcuae obOpaszoBanHom Ha Zircaloy-4 (pucynok 1.8 (a)) HaOmogaroTCs Kak
pPaBHOOCHBIE, TaK U cToJi0UaThie 3epHa mHpuHOM oT 10 mo 28 HM. JlmameTp paBHOOCHBIX 3€peH
coctaBiseT oT 5 10 20 HM. B okcuzne cmmaBa ZIRLO (pucynok 1.8 (6)) 3epHa mpenMyIiecTBEHHO
cTon04aTelie, OJHAKO MPUCYTCTBYET HEOObIIAs 1011 PaBHOOCHBIX 3epeH. [lInprHa cronbuaTeix 3epeH
(25 — 33) =M, a muameTp paBHOOCHBIX 3epeH (17 — 24) um. B okcuaHol ueHke crutaBa Zr-2,5%Nb
(pucyHnok 1.8 (B)) cTonbuareie 3epHa mHpe U JUTMHHEE, YeM TSl OKCHUIOB APYTHX CIUIABOB, a TaKXKe
IUIOTHOCTh PaBHOOCHBIX 3€peH CyllecTBeHHO Huke. lllupuHa cTOMOUaThIX 3€peH COCTaBISET

(23 — 58) uM, a auameTp paBHOOCHBIX 3epeH (14 — 28) um [29, 37-39].
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Puc. 1.8. Pazmep u popma 3epen okcuaos ciuiaBo Zircaloy-4 (a), ZIRLO (6) u Zr-2,5%Nb (B)

[Mpu HakigoHe oOpaslia B KOJIOHE MHKPOCKOIA 3€pHAa OKCHAHOW IuieHKH cruiaBa Zr-2,5%Nb
KOJJICKTHBHO M3MEHSIOT CBOM KoHTpacT [29, 38]. 3epHa okcuaa crutaBa Zircaloy-4 pearupyroT Ha
HAKJIOH MHAWBHIyalIbHO, MEHSSI CBOM KOHTPACT, BHE 3aBUCUMOCTH JIPYT OT Apyra. ITO O3HAYAET, YTO
crosbuateie 3epHa B okcujae craBa Zr-2,5%NDb xopoiio opHeHTHpPOBaHBI MO OTHOIICHHIO APYT K
IpyTy, B OTJIMYHE OT Pa3OpPHUEHTAIMU 3€PeH OKcuaa Ha crutaBe Zircaloy-4 [28-32, 38, 39]. Crenenb
pa30pHEHTAIINU CTOIOUYATHIX 3epeH OKCUIHON TuieHKH ciutaBa ZIRLO sBnsieTcst mpoMexKyTOYHOM.

B ornmyme oT OKCHIHONM MiIeHKH 0Opa3oBaHHOM Ha crutaBe Zr-2,5%Nb B urcToii Boje, OKCHIHAS
IUIEHKa, 00pa30BaHHAasl Ha 3TOM CIUIaBE B BOJE C JIMTHUEM, COJAEPKUT IVIaBHBIM 00pa3oM paBHOOCHBIE
3epHa ¥ MHOXXECTBO HEOOIbIIMX TpemmH (pucyHok 1.9) [29-31, 38].

Takum o00pa3om, OKCHAHAs TUIGHKAa JUIS CIUIaBa C HU3KOHW CKOPOCTBIO KOPPO3UH COAEPIKUT
NPEUMYIIECTBEHHO YETKO OPMEHTHPOBAHHBIE CTOJNOYATHIC 3€pHA, TOT/Ia KaK OKCHIHAS TUICHKA ISt
CIUIaBa C BBICOKOM CKOPOCTBIO KOPPO3UH COIEPKUT MEIIKME DPABHOOCHBIE 3€pHAa U HeOOJbIINe
pPa30pHEHTUPOBAHHBIE CTOJMOYAThIE 3€pHA. OJTO TIO3BOJIAET 3aKIIOUUTh, YTO CTOJOUYATBIE 3€pHA
00J1a/1al0T BRICOKUMH 3aIIMTHBIMU CBOMcTBamu [22, 29-31].

CymiecTByeT 3aBHCHMOCTh PAcTBOPEHHOTO B MaTpHIlC BEIIECTBA W pa3Mepa 3epeH OKCHIHOU
wieHkd. HauMensmmii pasmep 3epHa HabOmiojaercss B OKcHIHOW IuieHke Zircaloy-4 (1,5% Sn B
TBepJIOoM pacTBope), 3areM ZIRLO (koTopsiii comepxuT B obmieil cnoxxnoctu 1% Sn + 0,4% Nb B
TBEP/IOM PacTBOpE), a HaUOOJIBIINI pa3Mep 3epHa B OKCHAHOM mieHke cruiaa Zr-2.5Nb (0,4% Nb B

TBepoM pactBope) [31, 38, 40-42].



Puc. 1.9. CpaBHeHHe CTPYKTYpPBI M pa3Mepa 3epeH OKCUAHOM mieHku crutaBa Zr-2,5%Nb mpu
OKHCJICHUU B YHCTOU BOJIE (a) U B BOJIE C IUTHEM (0)
Kpucrannorpaduueckas TeKCTypa OKCHIIHBIX CJIOEB M €€ U3MEHEHHE C PACCTOSHUEM OT T'PaHUIIBI
paszena «MeTaJI-OKCHI» U3ydaeTcs PU MOMOIIM U pakuuu 1eKTpoHoB [28-43]. Ha pucynke 1.10
NPEJCTABICHbl AJIEKTPOHOTPAMMBI OT UEHTPAIBHOW YACTH OKCHIHOM IUIGHKHM WM OT O0JIacTH,

pacnono;erHoﬁ BOJIM3H I'paHUIbI pas3jgcia «KMCTAJLI-OKCUID).

Boane rp. pazgena O/M Branu ot rp. paznena O/M
% 002)
; =% o 002
ZiH,(101) N (200),, wmu (020),, —
y “\\ —> (110), u (011), < gy S Hopmans k
(101), , 4 A IMOBEPXHOCTHU

. OpueHrtamus rp.

\' “\ pazmena O/M

—»> (001),,

(@
Puc. 1.10. DnexTpoHOrpaMMbI OT IIEHTPATHHON YacTH OKCUIHOM TNIEHKH (2) U OT 00JIacTH,
pacIoIOKEHHOM BOIHM3U TPAHUIIBI Pa3fiesia «MeTaui-okcumy (0)
OcHoBuble pediaekcsl moaydeHbl oT miaockocted (111)m, (-111)m, (200)m, (020)m u (002)m
MOHOKIMHHOW (a3el ZrOz, a Taxke or miockoctd (101)r TerparonansHOU (as3el. Pedirekch ot
HEKOTOPBIX TUIOCKOCTEW MPAKTHUYECKH COBMAJAIOT BBHUAY OMU3KHX MEXKIJIOCKOCTHBIX PACCTOSIHHHA U

HEBBICOKOTO pa3pelieH sl AIeKTpoHHOoM audpakiuu [28-31].
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AHamu3 W3MCHEHHS HMHTECHCHMBHOCTH Jyr pe(dJeKCOB IOKa3biBacT, uTO ILIOCKOCTh (-111)m
opueHTHpOBaHa B HarpasieHuH npumepHo (30 — 45)° 1o OTHOLICHUIO K HOpPMAJIM K IpaHMIE pa3jerna
«MEeTaJI-OKCH», a TockocTh (111)m mox yriiom npumepso (50 — 60)° [29, 30].

Wzyuenune pedurekcoB ot cemerictBa miockocteir {200}y mokaspiBaer, uto miockoctb (200)m
OpUEHTUPOBaHA MPAKTUYECKU MapaieIbHO HAMPABIECHUIO POCTAa OKCHIIHOM IJICHKH, a IMJIOCKOCTh
(002)m meprieHAMKYIISIPHO.

Taxkum 00pazom, Ha HAYATTLHOW CTAJAUN OKUCIICHUS IPOUCXOUT 3apOKICHIE MEITKUX PaBHOOCHBIX
3epeH c OOoNbIION J1oyiel TeTparoHajdbHOU (a3bl. 3epHa, KOTOPbIE OPUEHTHPOBAHBI B HAIPaBJICHUU
(110)¢ mapamienpHO TpaHHUIE pas3felia «METaUT-OKCHI», HAYMHAIOT PAacTH B MeETaili, mpuobperast
cronbyaroe crpoeHue. JlocTuras ONpPEAETCHHON JIMHBI, YPOBEHb CXXHMAIOIIMX HANPSKCHUN
CTaHOBUTCS HEJOCTAaTOYHBIM JUIsI CTa0MJIM3allMM BBICOKOTeMIeparypHoii moaupukanmu ZrOz, B
pe3ylbTaTe 4Yero MPOMCXOAUT MApTEHCUTHOE TMpEBpallleHue TeTParoHaJbHOM (M BO3MOXKHO
KyOuueckoi) (a3pl B MOHOKJIHMHHYIO, COMPOBOXKIAIOIIEECS JIOKAIbHBIM YyBEIMYCHHEM O0beMa U
o0pa3oBaHMEM B IIJICHKE Pa3jIMYHOrO Poja HECIUIOMIHOCTEW — TpemuH U nop. Cronduareie 3epHa
MOHOKIMHHON (a3bl ZrO, coxpanstor opueHTanuio pocta (110) mapamensao (002)m mapamienbHO

rpaHuie pazjaena «Mmetamn-okeua» [30]. CxemaTuyecku 3TOT Mpoliecce MpeacTaBieH Ha pucynke 1.11.

T

.!."‘g'!

3aposKIeHHe TeTPArOHAALHOH POCT CTOJGYATHIX 3¢PeH MOHOKJIHHHOIM
dass1 ZrO; thazel ZrO;

=7

l‘l it

peJaKcanus HANPsIKeHHl ¢ 00pazoBaHueM
MHKPOTPEIIHHBI ~ MEJIKHX PABHOOCHLIX 3ePeH, MHKPONOP H MHKPOTPEIUHH

Puc. 1.11. Cxemaruueckoe u3o0pakeHne MEXaHU3Ma POCTa OKCHIHOM IJIEHKU
3epHa TeTparoHajJbHOU (as3bl, OPUEHTHUPOBAHHBIE HE B HAINPaBIEHUH POCTA, OCTAIOTCS MEJIKHUMHU
PaBHOOCHBIMH 3€pHamMH. Majble HECOOTBETCTBUS B KPHUCTAUIMYECKOM OpHEHTallUUd pPOCTa 3€pPEH
MOHOKJIMHHOW ()a3bl MPUBOJAT K BO3HUKHOBEHHUIO HAmNpspKEHHOro coctosHus. Kornma cronbuaTbie
3epHa MOHOKJIMHHOW (pa3pl JOCTUralOT ONPEAEICHHOIrO0 pa3Mepa, IPOUCXOAUT peslaKkcalus
HanpsDKEHUH, MPUBOJIAIIAS K 00pa30BaHUIO MEJKUX U PABHOOCHBIX 3€PEH C BBICOKUM COAEPIKaHUEM
TeTparoHaJbHOU (ha3bl, a TakkKe K 00pa30BaHHIO MHKPOIOP M MUKPOTPELIMH B OKCHUIHOM CIIO€, YTO

CIoCcoOCTBYET MOBBIIICHHOW Auddy3un Kuciopoaa K moBepXxHOCTH MeTauia (pucyHok 1.11). Tlocne
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ATOTO TIPOIIECC pPOCTa CTOJNOYATBIX 3€pEH TOBTOpSETCA. OJTO MPHBOAMT K 00pa30BaHUIO
NEPUOINIECKOM, CIIOUCTOM CTPpYKTYphI okcua [28-30, 41].

['panuiia pa3aena «MeTaUI-OKCH» XOpoIo BuaHA Ha ciiaBe Zr-2,5%Nb. Ha pucynke 1.12 BugHO
NPUCYTCTBUE OOJIBIIMX CTOJIOUATHIX 3€PEH B OKCHIHOM TUICHKE, a TAK)KE HAJIMYME Ha TPaHUIle paszera
«METAII-OKCHI» OJIOUHBIX CYOOKCHAHBIX 3¢peH (LIMPHHA 3THX HPIMOYroibHbIX 3epeH (100 — 150)

HM). brounple 3epHa HaOMIONAIOTCS HA METAUIMYECKOW YaCcTH TPaHULBI pas3ziena, KOTOpbIe

Puc. 1.12. I'pannia pasaena «MeTami-okcuay ciuaBa Zr-2,5%Nb okucnennoro B yncroii Boze: (1)
0s10uHBIC CYOOKCHAHBIC 3epHa; (2) cToOUaThie 3epHa OKCHIA
Pacripenienierre KOHIIGHTpAIMK KACIOPO/ia M0 TOIIIWHE OKCUIHON IJICHKH U MPUTIOBEPXHOCTHOMY
CIIOr0 Metayia st cruiaBoB Zircaloy-4 u Zr-2,5%Nb, okucieHHbIX B YHCTON BOJIE MPH TeMIIeparype

360 °C, mpezacrasieHo Ha pucynke 1.13 [28-31, 36-38, 41-44].
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Puc. 1.13. Pacnpeenenne KOHIIEHTPALIMHM KMCIOPOAA MO TOJIIMHE OKCUAHOM MICHKH U
MPUTIOBEPXHOCTHOMY CIIOI0 MeTaiia s ciutaBoB Zircaloy-4 (a) u Zr-2,5%Nb (0)
CIiomHOW JTHHUEHW B OKCHJIC TIOKa3aH TEOPETUYSCKUH YPOBEHb KHciopoja B coeauHeHun ZrO»
(66,7 ar.%), a chnjowHOW JWMHHEN B MeTajule MOKa3aH TEOPETHUECKUU Mpelen pacTBOPUMOCTHU
kucnopona B a-Zr (29 ar.%). M3 monydeHHBIX NaHHBIX BUAHO, YTO B OO0JIACTH MeTajuia BOJIU3U
TPaHULBI pa3JeNa «MEeTauI-OKCUI», CyLIECTBEHHO IIPEBBIIIEH MTPEIe] pACTBOPUMOCTH KHCIOPO/a.
B crutase Zircaloy-4 comeprxanne KUCIOPOAa yMEHBIIACTCS TJIABHO OT TPAHHIIBI pa3jiena «MeTasll-

okcuy. ComepikaHue KHCIOpPOJa CTAHOBHUTCS HIDKE Tpezeia pacTBopuMoctr Ha paccrosHuu (500 —
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650) uM ot rpanuisl pazaena. s craa Zr-2,5%Nb comepkanne Kucaopoaa yMeHbinaercs ot 65%
10 30% B cybokcuaHoM cioe Tonmuaoi (10 — 200) um. [luprna cyOoOKCcHaHOM 00JacTH B METalIe,
oboraieHHasi KUCIOPOAOM, YMEHbIaeTcst A civiaBoB Zircaloy-4, ZIRLO, Zr-2,5%Nb. IToka3zano,
YTO Ye€M MEHbIlE IIMPHHA ITOH 00JIaCTH, TEM MeAJICHHEee MPOUCXOAMUT MPOLECC POCTa OKCHUIHOM
wienku [23-31, 44-46].

s kaxaoro ciuiaBa ImmpuHa obnact, oOoramieHHas KUCIOPOJOM, COBMANAeT C IIUPUHON
obnactu, coxaepikaiieil OJI0YHBIE CYOOKCHIHBIC 3epHa. TakuM 00pa3oM, M3HAYAIBHO MPOUCXOIUT
dbopMupoBaHHE METACTa0MIBHOTO OJOYHOrO0 CYOOKCHAHOTO CIiosi, a 3aTeM (OpPMHUPOBAHHE M POCT
3epeH OKCHJIHOM IJICHKHU.

Ha pucynke 1.14 nokasaHbl BBIJEJIEHUS YacTHI] BTOPOil (hasbl, paclolOKEHHbIE B OKCHJIHOU
IUICHKE Ha pa3jIM4yHOM YJAJIEHWU OT TPaHMLbI pazjiena «MeTaui-okcua» [29]. OkcuaHas miieHka
nonydeHa Ha cruiase ZIRLO, nocne okucnenus B uuctoit Boje. Bce oOHapykeHHbIE BBIIEICHUS ObLITN
vyactuiiamu B-Nb. O6napyxute Zr-Nb-Fe Boiienenust He ymanock, BBUIY MX MajoOil KOHIICHTPAI[HH.
Bce BeiienieHus acTuil BTOpOi (as3wl, pacroioKeHHBIE B OKCHIHOM IUICHKE Ha pacCTOSHUH 710 550 HM
OT TpaHUIBl pa3jeNia «METAJUT-OKCHUI», HMEIH KPHCTAUIMYECKYI0 CTPYKTypy. Ha Oombirem

PAcCTOSIHUUM OT IPaHMIIBI pa3/iera YacTUIIBI IEpeXoariii B amopdHoe coctosiHue [29, 41, 44, 45].

Puc. 1.14. Beinenenus BTopoii (assl B okcuaHoi rienke cruiaa ZIRLO: a) kpucrananueckas
yacTHuIla Ha pacctossHuu 60 HM OT TpaHMIIbl pa3jena; 0) KpucTauindeckas 4acTUIla Ha PACCTOSTHUU
500 HM OT TpaHUIIEI pa3/ena; B) aMmopdHas 4acTUIA B OKCHIHOH IICHKE

Ha pucynke 1.15 nokasansl Beiienenus yactuil f-Nb B okcuaHO# mieHKe 00pa30BaHHOM Ha CIIIaBe
Zr-2,5%Nb. OmHa W3 3TUX YACTHIl HAXOJUTCS B METalie M MMEET KPHUCTAUIMUECKOE CTPOCHHE,
Ipyrasi, HaXO/sIIascs B OKCHIHOM IIeHKe Ha paccTostHUM 10 800 HM OT TpaHUIIBI pa3jiena «MeTas-
OKCHI», TaK)Ke UMEeT KpucTaumnueckoe crpoerne. Yactuma B-Nb, Haxoasimascst B OKCHIHOM TUIEHKE
Ha pacctosHuM Oonee 800 HM OT TpaHHUIBI pa3jena, mepenuia B amMopdHoe cocrosHue. BoOmmsu
HEKOTOPBIX KPUCTAIMYECKUX YACTHUI[, HAXOJAIIMXCS B OKCHIHOW IUIEHKE, OOHAPY>KHUBAIOTCA
MUKPOTPEIIMHBI. JTO MOXeT OBITh CBSI3aHO C pelakcaluell HanpsKeHUH 3a CYeT BBIXOJIA

JIETHUPYIONINX 3JIEMEHTOB W3 BBIJICTICHUH BTOPOH (Da3wl B okcu mpu ux amopdusarmu [30, 38, 44].



Puc. 1.15. Beinenenus yactur B-Nb: a) yactuna B-Nb B MeTasie, BOJIM3u rpaHuIbl pa3jielia «MeTalll-
oKcH»; 0) KpucTamnueckas dactuia B-Nb B okcuaHoii mienke; B) amopgHas yactuna 3-Nb B
OKCHJTHOH TJICHKE

Hexoropeie u3 Bbienenuit B-Nb, Haxonmsmmecs B OKCHIHOM IUICHKE, BBINIAAST YaCTUYHO
pacTBOpPEHHBIMH, C Pa3MBITBIMH  TU(GQPY3HbIME  TpaHuIaMud. OTHAKO HSHEPrOAMCIIEPCHOHHBIN
MHUKpOAHaJIM3 HE BBIABWI DPA3IUUuMil B cOCTaBaxX aMOpP(HBIX YaCTUI[ W YaCTUYHO PACTBOPEHHBIX
amopdHbIX yacTuil [38, 44, 47].

Ha pucynke 1.16 moka3zansl MeTayuiorpaduueckue H300paKeHUsT OKCHJIHOW IUICHKH 00pasIoB
Zircaloy-4, ZIRLO, Zr-2,5%Nb B oTpa)keHHOM ¥ TPaHCMHCCHOHHOM CBETE, IOCJIC OKUCIICHUS B BOJIC
npu temmneparype 360 °C, B Teuenue 784 nHeil. B TpaHCMUCCHOHHOM pexXHMe HaOII0AaeTCs CIoUcTast
CTPYKTYypa OKCUJIHOM TUIeHKH [48].

W3HavyanbHO KHHETHKA pOCTAa OKCHIHOW IUICHKH TIPOUCXOAUT TO MapadOIHMYecKOMy HIIH
KyOMuYecKoMy 3aKOHY [0 HacTyIUIeHUs neperoMHoi ctanuu [1, 22, 24]. [locnenepenoMHyo cTaauio
OKHCIICHHSI MOKHO MpPEJCTaBUTh KaK CTaJUI0, COCTOSIIYIO W3 HECKOJBKUX IMEPHOIOB OKUCIIECHUS,
KOTOPbIE UMUTHPYIOT LUKIMYECKYIO MOCIEA0BATENbHOCTh JI0NEPEIOMHON KMHETUKU OKHMCIIEHHUS, T.€.
KAHETHKH, WAyIIeH 1O mapaboim4eckoMy WM KyOW4eckoMy 3akoHy. DTa HMUKIMYHOCTH B POCTE
OKCHJTHOW TIJICHKH COOTBETCTBYET HAJIUYHIO CIOUCTON CTPYKTYpHl. KOIMYECTBO IHMKIIOB B KHHETHKE

OKHCJICHUS COOTBCTCTBYCT KOJIMYCCTBY CJIOCB B OKCHIHOM IIJICHKE [22]

20 microns 20 microns



Zr-2.5Nb

Puc. 1.16. Meramnorpaduyeckue n300pakeHust OKCHIHOM TuieHKn oopasnos Zircaloy-4, ZIRLO u
Zr-2,5%Nb B 0TpaKeHHOM ¥ TPaHCMUCCHOHHOM CBETE

OpHaKko TP JUTUTEITHHBIX BPEMEHAX OKUCIICHHS ITUKIMYHOCTh CTAHOBUTCS C1a00 BBIPAXCHHOU U
noclenepeIoMHas CTaJusl OKUCICHHUS COOTBETCTBYET JIMHEHHOMY 3aKOHY POCTa OKCHJIHOM IUIEHKH.
DTO CBS3aHHO C TEM, YTO B OKCHUHOM TUICHKE MPOUCXOIUT HAKOIUICHHWE HAMPSKEHHUM, MPUBOSIIEE K
oOpazoBanuio 1mop U TpemuH. CKOPOCTh IOCIIENEPENIOMHON CTaIWH OKHCICHHS KOPPEIUpyeT ¢
TOJIIIMHOW CIIO€B OKCHUIHOHM TUIEHKH (YeM MEHBIIE TOJIIMHA CIIOS, TEM BHIIIE CKOPOCTH KOPPO3UH).
DTO TOBOPUT O TOM, YTO JICTHPYIOUINI COCTaB U MUKPOCTPYKTYypa CIlJIaBa BIUSIOT HA CTAOUIBLHOCTH
CJIOEB, BbI3bIBas pacmaj okcuga. CioucTtas CTPyKTypa COOTBETCTBYET KMHETHYECKOW KOPPO3ZHMOHHOU
MOJIENIM, OCHOBAaHHOW Ha MEPHOAMYECKOM O0pa30BaHWH W Pa3pyLICHUU 3aIIUTHOW OKCHIHOW TUICHKH
[23, 24, 29, 48].

C uCcrnonb30BaHUEM CHHXPOTPOHHOTO HM3TYUYCHHS, MPOBOASATCS HCCIECIOBAHUS KPUCTALTUYECKOU
CTPYKTYPBI, a TaKXkKe J0JTU (Pa30BBIX COCTABISIIONIMX B PA3UYHBIX yUaCTKaX OKCUIHOW TUICHKH IO ee
tommune. Ha pucynke 1.17 mpexacraBnena audpakTorpaMMa MOJyYEeHHAs OT OKCHUIHOM TIJICHKH,
oOpa3oBaHHOI Ha oOpasiie u3 ciiaBa ZIRLO Ha paccrosaum 1,25 MKM OT TpaHUITEI pa3jelia «MeTalll-

OKCHJI», ITIOCJTIC OKHUCIICHHUA B YHUCTOU BOJIE.
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Puc. 1.17. Iludppakrorpamma okcuaaow mieHku cruiaBa ZIRLO wa paccrosiauun 1,25 MKM OT rpaHHITBI

pasaciia «KMETAJJI-OKCUI»

[To upeHTH(UUIMPOBAHMIO MHUKOB Ha IudpakTorpaMme ObLTM OmperesieHbl (a3bl, BXOAAIIUE B

COCTaB OKCHUIHOHN TIeHKH. [IoMHMO NMHKOB, MONXy4EeHHBIX OT O-ZI' U MOHOKJIMHHOW ¢a3er ZrOz, Ha

TUQpaKkTorpaMMe MPUCYTCTBYET MUK, KOTOPBIH ObUI MACHTU(UIMPOBAH KaK MUK OT OTPaXKarolei

wiockoctu (101) Terparonanshoi ¢assr ZrOz [29-31, 48].

Komuuecto TeTpaFOHaJILHOﬁ (baSLI YMCHBIIACTCA C YBCIUMYCHUECM PACCTOAHUA OT T'PAaHUIBL

pa3znena «wmertamn-okcun». Ha pucynke 1.18 moxazansl Tpu audpakTorpamMmbl NOJY4YEHHbIE Ha

paccrostaun 1,25, 5 m 13 MKM OT TpaHUIBI pa3zenia «MeTauI-okcumy, s ciiaBa ZIRLO. Benmmunna

MIMKa, COOTBETCTBYIOILIETO TETPAaroHaIbHOU (ha3e, yMEHbIIAETCS] C PACCTOSHHUEM OT I'PaHULbl pa3jerna

«meTas-okcumy [48-50].
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Puc. 1.18. IudpaxTorpaMmbl OKCHAHOH IJICHKH, IOJTYYCHHBIE HA paccTostHUH 1,25 MKM (), 5 MkM (0)

u 13 MKM (B) OT rpaHHIIbI pa3zesna «MeTalI-OKCU)

HpI/I nmomMomu pas3aciiCHus IHNKOB Pa3JIMYHbIX (1)33, NPUCYTCTBYIOIIUX B OKCHIHOM IUICHKE U

z[aaneﬁmero pacuc€Ta HIMPHUHBI IMKOB Ha IIOJYBBICOTC, MOXXHO OIPCACINUTHE KOJIUYCCTBO Ka}K,Z[OfI

¢dazbl.
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Ha pucynke 1.19 mnoka3zaHbl THMKHM WHTEHCUBHOCTH OT oTpaxaromed miockoctu (101)
teTparoHanbHOU (a3el ZrO2 u ot mwiockoctu (020) monokauHHOM (asel ZrO; crutaBa ZIRLO [28-31,
48].

——(020)m
—o— (101t

T T T T T T T T T T

2 0 2 4 o6 8 10 12 14 16 18 20 22 24
PaccTrosiHne OT rpaHHIBI «METAJLI-OKCHID)

JIH(IJpaK[ll/lOHHaﬂ HUHTEHCHBHOCTb, OTH. €/.

Puc. 1.19. ITuku narercuBHOCTH 17151 (101) TerparonansHoi ¢asbl u (020) MOHOKIMHHOM (a3l
OKCUJAHOM TIJIEHKHU

HaGnromaercss mepuoandeckuii XapakTep paclpeleseHus] MHTEHCHMBHOCTH THMKOB IO TOJIIIMHE
OKCHJIHOW TUIEHKHU, IIPUYEM YHCIIO MHUKOB COBMAJAET C YHUCIOM I0JO0C, HaOII0JaeMbIX B ONTHYECKOM
MUKpockone (pucyHok 1.15). Takxke BUAHO, YTO MUKU HE COBMAAAIOT MO ¢a3ze (Korjaa HabIroaaeTcs
MakcUMyM HMHTeHCUBHOCTH OT (020) MOHOKJIMHHON (a3bl, MHTEHCUBHOCTH OT (101) TeTparonanbHOU
¢a3el sBISIETCST MHUHUMAJIbHOW W HaoOopor). Takoe meprHoauMYecKoe W3MEHEHHE HHTEHCHBHOCTH
03HAYaeT, YTO CIOUCTAst CTPYKTypa OKCHUIHOH TUICHKH BBI3BAaHA MUKPOCTPYKTYPHBIMH OCOOCHHOCTSMU
ee cTpoeHus [22, 29, 48, 50].

[IpumeHeHHne TUPPAKTOMETPUYECKOTO METO/a MO3BOJISIET ONPEACTUTh pa3Mep 3€peH B OKCHIHBIX
TUIeHKax. Tak, 1o yIUpeHUsM JU(PaKIMOHHBIX MAaKCUMYMOB Ha TU(PPAKTOTpaMMax, MOydYeHHBIE
3HAUCHHS pa3Mepa 3epPeH TeTParoHaJbHOW COCTABIISFONICH OKCHIHOW TUICHKH JiexkaT B obmactu (10 —
20) uM, a moHokiuHHON — (40 — 60) HM. OTMeueHO Takke, uro cmaB Zr-2,5%Nb, nmokassiBaromuit
JTydiee KOPPO3NOHHOE CONPOTHUBIICHHE B UUCTOM BOJIE, UMEET OOJIBIINI pa3Mep 3epHa MOHOKIMHHOMN
dassl, 10 cpaBHEHMIO co crutaBamu Zircaloy-4 u ZIRLO [30, 38, 48, 51, 52].

Ha pucynke 1.20 mokazaHo pacrpeneneHre ToJIU TeTparoHaTbHOW (a3bl sl pa3HbIX CIUIABOB, IO
TOJIIIMHE OKCHJTHOM TUIEHKH, HOPMUPOBAHHOE Ha MaKCUMAaJIbHOE 3HAaYE€HHUE, MOIYYeHHOE /Ul KaXKI0ro
okcuna [48]. Jlns Kaxaoro cruiaBa MpEeACTaBICHO paclpesielieHue JOIU TeTparoHaJbHOW (a3bl C
y4EeTOM TIONPABKH Ha TEKCTypy Okcuna u 0e3 Hee. HambonbIiee KOIMYECTBO TETparoHAIBHON (a3bl

Habmonaercss nans crmiaBa ZIRLO, u cocraBnser mpumepHo 15,4% (0e3 ydera TEKCTYpHI).
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HawubombImrast 10715 TeTparoHanbHOM (a3sl HabmomaeTes B npeaenax (2 — 3) MKM y TPaHHUIIBI pa3/eiia

«MCTAJUI-OKCHUI» U CHUIKACTCA IMPU NMOAXOAC K I'PaHULIC KOKCHI-BOOA».
Zircaloy-4 ZIRLO i Zr-2.5%Nb
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Puc. 1.20. Pacnipenenenrne HOpMUPOBAHHOM JTOJIU TETParoHaJIbHOM (pa3bl 1O TONIIUHE OKCH]IA

BonpmmHCTBO HCcnenoBareneil 0OHAPYKUBAIOT MOBBIIMICHHYIO JIOJNIO TETPAroHAIBHON (a3el B
OKCHJIHBIX TUICHKAX MHOTOKOMITOHEHTHBIX HHUPKOHHEBBIX ciiaBoB (Zircaloy-4, ZIRLO u T. 1.) mo
CPAaBHCHHUIO C OKCHJHOW IUICHKOM OuHapHBIX cmuiaBoB Zr-Nb cucrem, HMEIOMUX JIydIiee
KOPPO3HOHHOE comnpotunienue [38, 44, 47, 48, 53-57].

[Ipu Tpancopmanuu TeTparoHanpHOM (ha3bl B MOHOKJIMHHYIO TPOUCXOAUT 0Opa3oBaHHE
MHUKPONOp W TpemuH. Eciau mpeamonoknuTs, 9YTo Takas MOBBIIICHHAs 1e(EKTHOCTh OKCHIHOW TICHKH
NPUBOJIUT K MEPEJIOMYy B KOPPO3WH, TO JABIIKYIIAS CHJIA TAKOTO IMepejoMa OyAeT MpOonopIHoHaTbHA
KOJIMYECTBY TETParoHadbHOUW (a3l B JOMEPEIOMHOM OKCHUAHOW TuieHKe. OJHAaKO Helb3s TOYHO
YTBEP>KJaTh, YTO MOBBILICHHAs J10JI TETParoHaabHOM (a3bl MPUBOIUT K YCKOPEHHIO KOppo3uH [47].

WccnenoBanus 1mokasbIBalOT, YTO 00IIast 101l TETPAroHalIbHOM (pa3bl CUIIBHO MOBBIIIEHA B TOHKUX
OKCHJIHBIX IUIEHKaX M YMEHbILAETCS 10 MEpe YBEIMUYEHUs TONIIMHBI OKcuaa. Tak s OKCHIHOU
IieHKd ToimmHoi 0,5 MkM 1ons TerparoHanbHOU (asel B (1,5 — 2) pasa Bellne, 4eM B OKCHIHOM
IUIEHKE TOIIIUHON 2 MKM [28-31, 48].

OTMeueHo, UTO YeM BBIIIIE CO/IepKaHME JKelle3a B CIUIaBe, TEM BBIIIE JI0JI1 TeTParoHaabHOM (a3bl B
okcunuoit tenke [30, 31, 50, 52, 53]. XKene3o u apyrue mepexoaHbIe METAUIbI CTAOMIM3UPYIOT
TeTparoHaipHyt0 ¢a3y. Cnektpsl pacrpeneneHuss Zr, Fe u Sn mo TommuHe OKCHIHOW IJIEHKH,
MOJIy4YeHHBIE M0 pe3yJbTaTaM PEHTI€HO-(PIyOPECHEHTHOTO aHalIn3a, MpeACTaBleHbl Ha pucyHke 1.21
[30, 31]. 3 mpencraBieHHBIX paclpeeleHUH BHIHO, YTO KEJIe30 UMEET MEePUOJAMUECKUX XapaKTep
pacripeniesieHus: B OKcuaHo# 1uieHke cruiaBa ZIRLO, nmpudem nepruoquaHOCTh COBIAIAET C MEPHOIaMu

CIIONCTOM CTPYKTYPbI OKCHUJIHOMU IJICHKH U pacnpeaciCHucM 1011 TeTpaFOHaHBHOﬁ (1)3.3131.
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Puc. 1.21. JTanubie peHTreHo-(IIyopecieHTHOTO aHaju3a 1o pactpeaenenuto Zr, Sn u Fe mo tonmune
OKCHJTHOY TUICHKH TTOCJIe KOPPO3UOHHBIX MCIIBITAHUI B UUCTOH BOJIE (2) ¥ B BOZIE C I00aBICHUEM
70 ppm Li (6)

ConepxaHue JOJM TETPAaroHAIbHOW (Da3bl B OKCHIHOM IUIEHKE KAa4eCTBEHHO HPOMOPLHUOHAIBHO
COJICpKAHUIO OJIOBA B CIUIaBE, TAKUM 00pa30M, OJIOBO TAK)KE MOXKET OKa3bIBaTh CTAOMIIM3UPYIOIIEE
BIIMSTHUE Ha TeTparoHayibHyto dazy [22, 29-31, 48, 58-61]. beuio nokazaHo, 4ToO 1075 TETparoHaIbHON
¢da3el B okcuaHOM muieHke crutaBa Zr-Cr-Fe-Sn, comepkamero 1,2% Sn, B nBa pa3a BBIIIE, YeM B
aHAJIOTHYHOM CIuTaBe, cojaepikaiiem 0,5% Sn [48].

Kopposunonnoe conporusnenue cruiaBoB tuna ZIRLO ¢ copepikanuem onoBa Ha ypoBHE OT 1 110
0%, Bo3pacTaeT ¢ MOHWKEHHEM 0JI0Ba B criaBe (pucyHok 1.22) [58-61]. ¥V cmnaBa ZIRLO cocrasa Zr-
0,09% Fe-0,92% Sn-0,91% Nb nHaOnrogaeTcs mepeaoM B KOPPO3HOHHOW KuHeTHKe mocie 140 mHeit
BBIZIEPKKH. B criaBe ¢ copepxanueM osioBa Ha ypoBHe 0,01% mepenioMa B KOppO3UOHHOM TTOBEACHUHT
He HaOmogaeTcs BIUIOTh 10 540 nHei Boiaepkku. CiaeayeTr OTMETUTh, YTO J0 MEePEXOHON CTaauu B
KMHETUKE OKHCJICHHS BCEX CIUIABOB C Pa3NMYHBIM COJEp>KaHUEM OJIOBA, PA3HUIIBI MPAKTHYECKH HE
Habmo1aeTcsl. ITO TOBOPUT O TOM, UYTO TPAaHCIOPTHBIE MEXaHU3MBI U CKopocTh nupdy3un Bo Bcex

CIltaBax SABJIAOTCA OJWMHAKOBBIMU.
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Puc. 1.22. Kunernka okucienus cmiaBoB ZIRLO u ZIRLO 6e3 onoBa B Bojie ¢ qo0aBieHreM 2 ppm

Li u 1000 ppm B
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brnaroTBopHOe BIMSHHE CHM)KEHHUS OJIOBA, C TOYKM 3pEHUS BOJAHOM KOPpPO3UH, paHee ObLIO
nokasaHo, Juist Zircaloy-4 [62] u ZIRLO [60, 63].

Jpyrue uccienoBanus [64] Mo BAMSHUIO COJIEPXKaHHS OJIOBA Ha CTPYKTYpHO-(pa3oBoe COCTOSHHE
obpasyroleiics OKCHIHOW IIJIEHKH, IPOBOJMMBIC Ha ciuiaBax tuma Zircaloy (Zr-x% Sn-0,19% Fe-
0,1% Cr), ¢ conepxanuem onosa ot 0,09 mo 1,41%, B mape npu temnepatype 400 °C, B reuenne 300
CYTOK, TaK)Ke€ MOKAa3aJId, YTO CIUIABBI C TIOHM)KEHHBIM COJIEPKAHUEM 0JIOBa 00JIaat0T 0oJiee BEICOKUM
KOPPO3MOHHBIM compoTuBieHneM. Ha pucynke 1.23 mpezacraBieHa 3aBHCHMOCTb IIpUBECa OT
coaepkaHus osioBa, nociie 300 cyTok KOppO3UOHHBIX MCIBITaHUK B mape npu Temieparype 400 °C u

nmasnennu 10,3 MIIa.
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Puc. 1.23. 3aBucuMOoCTb NpuBeca OKCHIHOM IJIEHKU OT COJIEP’KaHUs 0JI0Ba

Pe3ynbpTaThl 371€KTPOHHO-MHUKPOCKOMMYECKUX MCCIEI0BAaHUN CTPYKTYPHO-(Da30BOro COCTOSIHUS
CIUIABOB TMOKAJM, YTO NPU CHUKEHUM COJEpXKaHUS OJIoBa B CIUIABE IPOMCXOAUT YMEHbBIICHHE
CpeIHEro pa3Mepa BblJeNeHUH 4YacTull BTOopod (as3bl. CriiaBel ¢ MEHBIIUM CPEIHUM pPa3MepoM
BBIJICTICHUH ITOKa3bIBAIOT JIy4Illee KOPPO3UOHHOE COIIPOTUBIICHUE.

[lonyyeHne u pacyeT 3JIEKTPOHOTPAMM IO3BOJIUI ONPEIECIUTh CTPYKTYpPHBIE COCTaBIISIOIINE
OKCHJHOM IUIEHKH. MenKo3epHHUCTas COCTaBIsIoOUIas OKCHUIHOW IUIEHKH, Npujeraroomas K
MOBEPXHOCTH MeTajlla, SBJISAETCS TeTparoHanbHOU ¢aszoir ZrOz [28-31, 50, 64]. TonmuHa cios
TeTparoHanpHOW (azpl nexutr B mperenax or 200 mo 300 wm. Cronbuaras CTpyKTypHas
COCTABIISIONIAsT OKCUIHOM TIJICHKH SIBJISIETCS. MOHOKJIIMHHON (azoii ZrO;. Illupuna cTonduaTeix 3epeH
umeeT 3Hadenue (20 — 30) um, a mHa (100 — 200) HM.

Ilo MHeHuto aBTOpoB [64], B mpolecce OKUCIEHHS OJIOBO, ITOJHOCTbIO PpAacTBOPEHHOE B
LIUPKOHMEBON MAaTpHUIE, MEPEXOAUT B OKCHIHYIO IJIEHKY. YacTh 0j10Ba, NpEBBILIANOLIAS IPEAe
pPacTBOPUMOCTH B OKCHJHOW TJICHKE, MOKET BbINAJaTh B BHJIE CETperauuii o rpaHuiam 3epeH ¢assl
ZrO;. OxucneHne OJIOBIHHBIX cerperamnuii u oopazoBanne SNO (wim SnzO4) TPUBOIUT K yBETUICHUIO
00bEMa U CO3JaHMIO HAIIPSKEHUH B OKCHIHOM IieHKe. HecooTBeTcTBHE 00BEMOB OKCHA IUPKOHUS U
OKCHJa 0JIOBA NMPUBOANUT K CHM)KEHHUIO IJIOTHOCTU OKCHJIHOM IJIEHKH, M KaK CIEACTBHE MOBBILIEHHON

KOPpO3UH CIUIABA.
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Hexortopeie Zr-crutaBbl, Takue kak ZIRLO (Zr-1,0% Nb-1,0% Sn-0,1% Fe), M5(Zr-1% Nb-O),
NDA (Zr-0,1% Nb-1,0% Sn-0,27% Fe-0,16% Cr), J-crutaBer (Zr-Nb-(Cr)) u 1. a. [65-70] Obutn
pa3paboraHbl B KayecTBe 3aMeHbI ciutaBa Zircaloy-4. OcHoBHOe oTimume 3THX ciuiaBoB ot Zircaloy-4
9T0 cojepkanue B uXx cocrtaBe NbD, KOTOpBIH SBISETCS BaXHBIM JICTUPYIOIIUM 3JEMEHTOM.
Kopposuonusie cBoiictBa Nb-comepkammx HUUPKOHHUEBBIX  CIUIABOB  CHJIBHO  3aBUCST  OT
MHKPOCTPYKTYPBI CIuIaBa u cojaepxanusi ND B IUpKOHUEBON MaTpHIIE.

[Tpu n3yvyenuu BiusHus B-a3sl Ha KOPPO3UOHHOE COMPOTUBIICHNE, OBLIO MOKA3aHO, YTO CKOPOCTh
koppo3un Zr-Nb cruiaBoB yBenuumBaeTcs mnpu obOpasoBanuu B-Zr daser (~ 20 macc% Nb), u
yMmeHbInaercs ¢ oopaszoBanueM [-Nb dassr (~ 80 macc% Nb).

Jns wccnenoBanus BiausHUs copepxkanus ND Ha Kkoppo3moHHOE compoTHBIICHHE OHHAPHBIX
[IMPKOHUEBBIX CIUIAaBOB OBUIO BHIOPAHO BOCEMb BAapHAHTOB COCTaBa, KOTOPHIC IPEJCTABICHBI B

tabmure 1.5 [47].

Tabmuna 1.5 — CoctaBbl BRIOpaHHBIX CIUIABOB (JaHHBIC aHAN3A)

Nb (macc%) 0,00 0,05 0,11 0,21 0,33 0,42 0,51 0,62
Fe (ppm) 720 680 720 720 690 700 710 660
Cr (ppm) 83 75 85 90 83 78 81 94
O (ppm) 677 660 705 673 672 687 704 710
C (ppm) 33 37 36 35 38 36 35 36

Zr OcrT. Ocr. OcrT. OcrT. OcrT. OcrT. OcrT. OcrT.

Ha pucynke 1.24 moka3aHO KOPpO3HOHHOE MOBeAcHHE MBOMHBIX Zr-X% NDb criaBoB B Boje mpu
temriepatype uctbitanuiit 300 u 360 °C. beuto otmeueno [47, 71, 72], 4TO KOPpO3UOHHAS CTOMKOCTh
3aBucuT OT coaepkanus Nb. HemerupoBanHBIH ZF TOKa3blBa€T CaMOe HH3KOE KOPPO3HOHHOE
conpotuBieHre. Koppo3HOHHOE CONMPOTHBIICHHE TOBBIIIACTCS C MOBbIMIeHHEM cojaepxkanus Nb, 10
ypoBHs 0,2%. Ilocie dvero KOppO3MOHHAs CTOMKOCTH HEMPEPHIBHO CHIDKAIACh, C YBEIUYCHHEM
conepxanus Nb. TIpu temneparype 300 °C crumaB Zr-0,1% Nb mokasan nawmydiinee KOppO3HOHHOE

conpoTtuBieHue, a npu temreparype 360 °C cmnas Zr-0,2% Nb.
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Puc. 1.24. Oxucnenne aeoiinsix Zr-x% Nb crmaBos mpu temneparype 300 °C (a) u 360 °C (0)
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Ha pucynke 1.25 moka3aHo KOppO3HOHHOE MOBeACHHME MBOMHBIX Zr-X% NDb crmaBoB B mape mpu
temrniepatrype ucnbitanuii 400, 450 u 500 °C. Camyro HH3KYIO cKOpocTh Kopposuu npu 400 °C
nokazanu craBsl Zr-0,2% Nb u Zr-0,3% Nb. IIpu temneparype ucnbitanuii 450 u 500 °C nyuriee
KOPPO3HOHHOE compoTuBienne mokasan ciuiaB Zr-0,3% Nb, B to Bpems kak cmiaB Zr-0,2% Nb
MoKa3all IJI0X0€ KOPPO3HMOHHOE COMPOTUBIICHHUE C OTCIAMBAHUEM OKCHJIHOHM TuleHKH. CyIIecTByeT
KputHyeckoe coaepkanne Nb B 1BOMHBIX cIlIaBax, MPH KOTOPOM HAOJIOAAETCS MEPEX0/] OT XOPOIIEro

KOPPO3UOHHOI'O COIIPOTUBIICHHUS K IUIOXOMY.

250 — 600 1600
-n-Zr —+— 0.05Nb -u-Ir —o—0.05Nb - Ir ——0.05Nb
—a—0.1Nb ——0.2Nb o —-A-(0.1Nb ——02Nb || —A—(0.1Nb —4—0.2Nb
« 200 T —o—0.3Nb —0—04Nb || 2 -o-0.3Nb —0—04Nb | = OTCTAHBAHHE —0—-0.3Nb —0—0.4Nb
= —a—-05Nb 06N || ) —a-05Nb ~-06Nb | H 12001 —a—0.5Nb —~—06Nb
H | & 400 OTCAAHBAHHE ~ B
E 150 f OTCIaHBaHHE e : $£ -
! i g o |d 80
3] 7] o 7]
7] =] =]
& 100 = =
13 2, 200 Q, e
é' E E 400/ A
50 | IEI / =
=t 4 A

0 1 | L L | | L L 0 1 L — L L L ' ' ' 0 L
0 6 12 18 30 42 60 100 200 300 9001500 2400 0 6 12 30 60 80 100 200 800 1700 2200 2800 0 4 18 40 60 150 400 500 9001000 1700 2700
Bpems, 4 Bpens, 4 Bpewmd, 4

Puc. 1.25. Koppo3uontoe moseeHue ABoiHbIX Zr-X% ND cruiaBoB B mape npu Temieparype
ucneitanuit 400 °C (a), 450 °C (6) u 500 °C (B)

Ha pucynke 1.26 moka3aHa 3aBHCHMOCTh MEXJy KOHEUHBIM IIPHBECOM OKCHUIHOW IUICHKH U
coaepkanreM ND B crutaBe, mocie KOPpO3HMOHHBIX HCIBITAHUN TPU Pa3IUYHBIX TeMIeparypax.
ITpuBec OBICTPO CHHMXKAETCS ¢ yBeauueHueM conepxanus Nb, mocturas MUHUMAaIBHOTO 3HAYEHUS, a
3aTeM CllerKa YyBeauuuBaeTcs ¢ yBenudenueMm coaepxkanus Nb [47, 71]. Kommyectso Nb
COOTBETCTBYIOIIEE HAMIYYIIEMYy KOPPO3HOHHOMY compoTusiieHuto umensiercs ot 0,1% mo 0,3% c

yBEIMUYEHUEM TeMIieparypsl ucnsiranuii ot 300 no 500 °C.
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Puc. 1.26. 3aBuCHMMOCTh MEXIy KOPPO3UOHHBIM MPUBECOM U cozepkanreM Nb B criaBe
Takum oOpazoMm, KOppO3MOHHOE TOBeAeHHe JBOWHBIX Zr-X% Nb crnmaBoB pasmuuno, B

3aBUCUMOCTH OT TEMIIEpaTypbl HUCIBITAHMS. YBEJIMYEHUE TEMIIEpaTypbl MCIBITAHUA IPUBOIAUT K



33

TOBBIIICHHUIO MPEieia PACTBOPUMOCTH M, COOTBETCTBEHHO, cojepkanus ND B a-Zr matpuiie, a Takxke
W3MEHEHUIO KOHI[EHTPAIIUU BBIICJICHUI BTOPOH (ha3bl.

Ha pucynke 1.27 mpencrasiena ¢azoBas auarpamma Zr-Nb OMHapHBIX CIUIaBOB, HAa KOTODPYIO
HAJIOXKEHA 3aBUCHUMOCTh MPHBECOB MOCJIE KOPPO3HOHHBIX HCMbITaHHi OT KoHIeHTpammu Nb [47].
Buano, uro cruiael, cojaepxaimipe ND Menbmie mnpenena pacTBOPHUMOCTH, 00JaJar0T ILIOXOM
KOPPO3MOHHOM CTOMKOCTBIO JUIsl BCEX Temreparyp ucnbiTanus. COOTBETCTBEHHO, BXKHBIM (haKTOPOM,
OTBEYAIOIIUM 32 KOPPO3HOHHOE MoBereHue OuHapHbIX Zr-X% Nb criaBoB, siBisieTcss KOHLIEHTpALUS
Nb B maTpuiie.

IToce pekpucTaIU3amoHHOro oTKura mpu temmeparype 590 °C, Bece Nb B crumase Zr-0,3% Nb
HaXOAMUTCS. B TBEPAOM pPACTBOpE, TaK KaK €ro CoJep)KaHuE HE JOCTUTAeT Ipejesa pacTBOPUMOCTH.
[Ipu KOppO3MOHHBIX WCIBITAaHHUAX B mape npu Temmneparype 400 °C, mpenen pacrBopumoctd Nb
ctaHoBuTca MeHble, yeM 0,3% U 4YacTh €ro BBIXOAMT M3 MaTpPUIBl C 00pa3oBaHUEM BBIJECICHUN
BTOPO#i (ha3bl, YTO MO3BOJISAET MOICPKUBATH paBHOBECHYIO KoHIeHTparuio Nb B matpuie. [Tostomy
MOXXHO MPEAINOJIOKHUTh, 4YTO CIUIaBbl, cozaepkamue NbD Oonbine mpenena pactBopumMocTH TIpU
TEMIEpAType HUCHBbITaHUsA, OO0JaJal0T XOpOLIMM KOPPO3HUOHHBIM CONPOTUBICHHEM, B CBSA3U C

paBHOBecHO# KoHIeHTparedr Nb B maTpuie.
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Puc. 1.27. Zr-Nb ¢a3oBast quarpammMa ¢ HaJIOKEHUEM MPUBECOB MOCIIE KOPPO3UOHHBIX UCITBITAHUI
Ha pucynke 1.28 mnokazano TOM-u3oOpakeHHE TOMEPEYHOTO CEUCHUS OKCHIHBIX IUICHOK,
oOpaszoBanHbIX Ha cruiaBax Zr-0,05% Nb, Zr-0,3% Nb u Zr-0,5% Nb, umeronux paBHYIO TOJIIUHY.

Koppo3nonHsle ncnbITaHus MPOBOIMINCH B nape 1pu temreparype 400 °C [47].



cTonGyaras CTpYKTypa

Puc. 1.28. TOM-u300pakeHusI MOMEPEUHOT0 CEUCHUS] OKCUIHBIX TICHOK, OJTYYSHHBIX Ha CIUIaBax
Zr-0,05% Nb (a), Zr-0,3% Nb (6) u Zr-0,5% Nb ()

OxcuHas 1ieHKa, oopa3oBaHHas Ha moBepxHocTH ciiaBa Zr-0,05% Nb, cocrout, B ocHOBHOM, U3
paBHOOCHBIX 3epeH (pucyHok 1.28a). CruiaB Zr-0,3% Nb, nokazaBmmii Hauiydiee KOPPO3HOHHOE
COIIPOTHBIICHUE, MMEET OKCHUAHYIO IUICHKY, 3€pEHHAas CTPYKTypa KOTOpPOW SIBISIETCS CTOIOYATOM
(pucynok 1.280). Mexay Tem, okcuIHas IJICHKa, oOpa3oBanHas Ha cruiaBe Zr-0,5% Nb, conepxur
KakK CcToJ0uaThie 3epHa, Tak U paBHOOCHbIE (pucyHOK 1.28B). Koadduument nuddysuu xkucnopoaa mo
rpaHHIAM 3epeH B okcuaHOH mienke B 10 pas Bbmre, uem no Teny 3epua [76, 77]. Takum o6paszom,
PaBHOOCHAsi CTPYKTypa OKCHUIHOH IUICHKH, MMEIOUIasi BBICOKYIO JOJIO TPAaHUI] 3€pEH W 3a4acTyIo
coJepKaiiasi MUKPOTPEIIUHBI, UMEET HU3KHH ypOBEHb 3alIMTHI NMpH OKUcieHuH. Crosduartas ke
CTPYKTYpa HalpOTUB, UMEET BHICOKUI YPOBEHb 3aIlIUThI IPU OKUCICHHH.

Ha ocHOBaHMM KOPPO3MOHHOI'O MOBEAEHUS, CTPYKTYPhl OKCUIHBIX IUIEHOK U HAJIMYUS BBLACICHUN
BTOpOH (ha3bl, KOPPO3HMOHHOE COMPOTHBICHHE JaBOWHOrO crutaBa Zr-X%Nb MoxxHO 00BsACHHUTH

coaepkanreM Nb B marpuiie (pucyHok 1.29).

Columnar oxide

PacTBOpeHHBIH

O
O<4—Nb

Marpuna

a) 0) B)

Puc. 1.29. Koppensius mexay coaepxkannem Nb B MaTpuiie 1 KOppO3HOHHBIM COIPOTHBIIEHHEM
crutasa: a) cogepykanne Nb MeHbIe mpeaena pacTBopuMocTH; 0) comeprkanre Nb paBHo npeneny
pactBopuMoOCTH; B) comepkanre Nb 6osbie npeiena pacTBOpUMOCTH

Koppo3noHHOe moBecHHEe MOXKHO pa3/elIuTh Ha TPU KATErOPUU B 3aBUCHMOCTU OT COJCPIKAHUS
Nb B wmarpure: 1) xonuenrpamust Nb wmenbire mpenena pacrsopumoctd (Nb < 0,2 macc%);
2) xournentpaius Nb paBna npenmeny pactBopumoctu (Nb = 0,3 macc%); 3) xonuentparms Nb
6oubiire mpenena pacreopumoctu (Nb > 0,5 macc%).

Ecnu xonnenTparust Nb B MaTpuiie MEHbIIIE TTpe/iesia PACTBOPUMOCTH, TO KOPPO3HUS YCKOPSIETCS U3-

3a BBICOKOI'O YPOBHS CXKUMAIOMIUX HaHpﬁI)KCHI/Iﬁ Ha rpaHune ¢ ManPII.[eﬁ. COIICp)KaHI/IC Nb B MaTpuIe,
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COOTBETCTBYIOIIEE MPEETY PACTBOPUMOCTH, CIIOCOOCTBYET MPEUMYIIIECTBEHHOMY POCTY CTOJIOYATHIX
3€pEeH OKCHUIHOM TUICHKH, OOJIaJalollMX BBICOKMMH 3alllMTHBIMU CBOWCTBaMH. B ciywae, korna
conepxkanne Nb B MaTpuile OoJibllie Tmpejiena PacTBOPUMOCTH, MPOMCXOIMT BBIICICHUE YaCTHI]
BTOpOH (ha3pl, TaKKe NPUHUMAIONIUX YyYacTHE€ B OKUCIECHHWU. OTO MPUBOAWT K HaPYIICHUIO

CTOJIOYATOCTH U MOBBIIICHHUIO JTOJIM TpaHuIl BOJIW3H BhIeaeHul [47, 71].

1.5. BeiBoabI no riase 1

1. AHain3 JUTEpaTypHbIX MJAHHBIX IIOKa3al, YTO MMeEEeTCs JOCTATOYHO OOLIMPHBIH 00BEM
9KCHEPUMEHTAJIBHOIO MaTepHana IO HCCIEAOBAHUAM CTPYKTYpHO-()a30BOIO COCTOSHUS OKCHIHBIX
IUIGHOK, OOpa30BaHHBIX HA IMOBEPXHOCTH W3JENUI M3 CIIaBOB LUpPKOHUSA. Hecmorpst Ha 37O, Ha
CETOAHSIIIHUN JIEHb HET OIPEJEICHHOIO0 MEXaHHMCTHYECKOIO0 IOHMMAHHUS BIMSHHUS cOCTaBa U
CTPYKTYPbI U3E/INI Ha MPOLIECC UX OKHUCIEHUS, YTO HE IT03BOJISIET LIEJICHANPABICHHO KOPPEKTUPOBATh
CTPYKTYpHO-(pa30BO€  COCTOSSHME M 3JIEMEHTHbI  COCTaB  CIUIABOB  JUIS  IIOBBILICHHUS
paborocniocobHOCTH MarepuaioB Bxonsamux B coctaB TBC peaktopoB BBOP u PWR. Kpowme Toro,
OIyOJINKOBAHHBIX JAHHBIX IO IOCJIEPEAKTOPHBIM HCCIIEJOBAHUSIM CTPYKTYPbl OKCHJHBIX IUIEHOK
IIPAKTUYECKH HET.

2. OCHOBHBIMH CTPYKTYPHBIMH COCTaBJIIOIIMMHU OKCUIHBIX IUICHOK SIBJISIFOTCSI MOHOKJIMHHAs U
teTparoHanbHas ¢a3el ZrOz. MonHokmuHHas (aza ZrOz mnpHUCYTCTBYeT B OKCHIHOW TIIJICHKE
IPEUMYIIECTBEHHO B BHJI€ CTOJIOUATHIX 3€PEH, a BEICOKOTEMIIEpaTypHas TeTparoHaibHas (pas3a B BUjae
MEJIKUX, PAaBHOOCHBIX 3epeH. OCHOBHBIE JINTEPATYPHBIE JAHHBIE CBUAETEIBCTBYIOT O BHICOKOM YPOBHE
3alIUTHBIX CBONCTB OKCHJHBIX IUIEHOK C IMPEUMYIIECTBEHHO CTON0YaThIMU 3epHamMu. OKCHIHBIE
IUIEHKH, COJIEpKalllie BBICOKYIO JIOJI0 PABHOOCHBIX 3€pEH, HANpOTHB, OOJAJal0T HHU3KUM
KOPPO3MOHHBIM CONPOTHUBJIEHHEM. Bbinenenus yacTui] BTOpoil (as3bl, MOMajarmoliue B OKCHUAHYIO
IUIEHKY MPU OKUCIICHUH, IEPEXOJAT B aMOpP(pHOE COCTOSHUE. DTO MOXKET CIIOCOOCTBOBATh CO3/IaHUIO
JOTIOJTHUTEIBHBIX HAIPSDKEHUH, U TIPUBOJUTH K TOSBIICHUIO JIOKAJIbHBIX HECIUIOIIHOCTEN B OKCHIHOMN
IJICHKE.

3. BiusHue nerupyroero cocraBa CIUIaBOB Ha OCHOBE I[UPKOHHUS CYLIECTBEHHO CKa3bIBAE€TCS HA
X KOPPO3HMOHHOM COIPOTUBJIEHUH. Tak ’kene30, BXOAsIIEe B COCTaB CIUIaBa C OJIOBOM, MOXET
CTaOMIIN3UPOBATH BHICOKOTEMIIEPATYPHYIO TETPAroHANbHYIO (a3y B OKCHUAHOM IUIEHKE, YTO BBI3BIBAET
CO3/1aHHE JIOIIOJHUTENIBHBIX HANPSHKEHUM U MPUBOJIUT K €€ pacTpeckuBaHuio. Ol0BO, Haxos1Ieecs B
TBEP/IOM PacTBOpPE IUPKOHUEBON MaTPHIIbl U MPUCYTCTBYIOIIEE B OKCHIHOM IJIEHKE MPU OKHCIIEHUH,
TaK)K€ MOXET MPHUBOJIUTh K BO3HMKHOBEHHMIO HAINPSDKEHHOTO COCTOSIHUS B OKCHJIHOM CJIO€, YTO
COIIPOBOKIAETCSl CHIDKEHHUEM KOPPO3MOHHOTO COINpPOTHBIIECHHUS cIuiaBa. HuoOuii, Haxomsmuiics B

MaTpHlle Ha ypOBHE IpeJesia paCTBOPUMOCTH, CIIOCOOCTBYET MPEUMYIIECTBEHHOMY POCTY 3aIlIUTHBIX
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CTONOUYAThIX 3€peH OKcuaHOM miueHku. Korma ero copepxaHue MeHbLIE Ipeneia pacTBOPUMOCTH,
BO3HHMKAET BBICOKUM YPOBEHb CXKUMAIOIIMX HAMPSHKEHUM Ha TPAaHUIIE C METAJJIOM, MPUBOASIIMMA K
YCKOpeHHI0 Koppo3uH. [IpeBrlenue npenena pacTBOPUMOCTH CIIOCOOCTBYET 00pa30BaHMIO YacTull [3-
NDb Taxe MpUHAMAIOIIMX YIaCTHE B OKHUCICHUHU M CO3/AIOIINX JIOKAThbHOE HAPYIICHHUE CTOJIO0YATOCTH

B OKCHHHOﬁ IIJICHKE.

AHanus JIMTEpaTypHbIX JaHHBIX 110 U3YUYEHUIO B3aHMMOCBS3H MPOLIECCOB OKUCIIEHUS LIUPKOHUEBBIX
CIUIaBOB ¢ ()OPMUPOBAHUEM CTPYKTYPHO-(HA30BOTr0 COCTOSHUS OKCUIHBIX IJICHOK, HAIIPaBJICHHBIN Ha
M3Y4YEHUE MEXaHNU3MOB U YCTAHOBJIEHUE 3aKOHOMEPHOCTEN BIMSHUS COCTaBa U CTPYKTYPHI CILJIABOB HA
UX KOPPO3HOHHYIO CTOMKOCTB, IO3BOJWJI CQOPMYJIHMPOBATH ILEIb JUCCEPTAMOHHOW pPAaOOTHI M
IIOCTAaBUTH 3aJ1a4M UCCIEI0BAHUM, 10 U3YUYEHUIO OCOOEHHOCTENH MHUKPOCTPYKTYpPbl OKCHJIHBIX IIJIEHOK
10CJIC ABTOKJIABHBIX M PEAKTOPHBIX HCHBITAHHNA (I OTCUYECTBEHHBIX IUPKOHHUEBBIX CIUIABOB) M

BBISIBJICHHUIO (baKTOpOB, BINAOIIMX HA UX 3allIUTHBIC CBOICTBA.
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2. MaTepnaJn,I, METOAbI MOJYYCHUA U OCHKU OKCUAHBIX IIJICHOK CIIJIABOB IIMPKOHUA

2.1. Uccaexyemblie MaTepUAJIbl MOCJIE ABTOKJIABHBIX HCTIBITAHUH

HccnenoBanue CTpyKTYpHO-(A30BOIO  COCTOSIHUS OKCHJIHBIX IUICHOK, OOpa30oBaHHBIX Ha
MOBEPXHOCTH 000JIOYEK TBAIOB U3 cIuiaBoB Tuma D110 m 3635, mocie aBTOKIABHBIX MCHIBITAHUNA U
IKCIUTyaTallil B PEAKTOPE B YCIOBUSAX BO3JCHCTBHUS TETUIOHOCUTENSI M HEUTPOHHOTO OOIydeHUs
MPOBOJAMIIN C IETIBIO BBISBICHUS (DAKTOPOB BIHSIOMIUX HA JETPATAIMIO UX CTPYKTYPHI M 3aIIUTHBIX
CBOWCTB.

Jlnst pa3pabOTKM  METOJMKH 10 TPUTOTOBJICHUIO M AJIEKTPOHHO-MHUKPOCKOIIUYECKOMY
MCCIICIOBAaHUIO OKCHUIHBIX IJICHOK, OBUIH OTOOpaHbl 00pa3isl 000I0YEUHBIX TPYO U3 MPOMBIIUICHHBIX
crtaBoB D110 (Zr-1% Nb) u 5635 (Zr-1% Nb-0,35% Fe-1,2% Sn) mociie aBTOKJIaBHBIX MCIIBITAHUI B
nea’pupoBaHHOil Boje npu temmeparype T = 360 °C u naBnenun p = 18,6 MIla (tabnuna 2.1). Jns
Ka)KIOr0 OTIEIBHOTO HCCIENOBAaHUS OBbLIO MOJATOTOBJICHO M HM3YyYEHO HE MEHEe TpeX oOpasloB.
KuHeTnka OKHCIICHUS ITHX CIUIABOB, IMPH TPOBEACHUM JJIMTEIBHBIX ABTOKJIABHBIX HCIBITAHHH,

Mpe/ICTaBIeHa HAa pUCyHKe 2.1.

Ta6n1z1ua 2.1— HMccnenoBaHnble CIUIABEI MOCIIE aBTOKIABHBIX HUCIIBITAaHHUI

Crinas [Tpoa0IKUTENBHOCTD Mpusec, M/ TonumHa OKCHIHON TUIEHKH,
OKHUCJIICHUA, CyT MKM
60 203 19
120 411 2.7
210 300 68.2 45
600 112.0 7.4
50 228 15
120 338 2.2
2635 300 78.8 5.2
600 168.0 111

TonmuHa OKCUIHON TJIEHKH, TMOJTYYEHHON MPU OKHUCICHHH 000JI09euHON TpyOs! U3 cruiaBa D110,
coctasisuia ot 1,9 mkm 110 7,4 MKM, 9TO COOTBETCTBOBaIO BpeMenu okucieHus (60 — 600) cyTok.

Jlnst vccaeoBaHusl OKCUIHBIX IUIEHOK, MOJYYEHHBIX Ha 000JI0YeUHBIX TpyOax u3 craBa 9635,
OBLTH TIOJJOOpaHBI OKUCIIEHHBIE 00pa3Ilbl C TOMIMIMHON OKCHAHOM miieHku oT 1,5 mxkm 10 11,1 MxMm, uTO
COOTBETCTBOBAJIO BpeMeHH okuciieHus oT 50 1o 600 cyTok.

Kpome Toro, nmpoBezieHO MCCieI0BaHUE OKCHAHOW IUICHKH, 00pa30BaHHONW Ha 00O0JIOYKE TBIJIa W3
craBa 29635 min. 232-99-1/1 mocne 300 cyTtok okucinenusi. OOOJNIOUKM TBAJIOB U3 3TOW MapTUU
orpabotramn 6 ner Ha Kamununckor ADC B cocraBe cObopku TBCA Ne CBI'0047 wu Obutn

rccienoBanbl B «ropsunx» kamepax AO «I'HIL HUMAP».
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Puc. 2.1. Kuneruka okucnenus crasa 2635 (a) u 3110 (0)

Bce o06oouednbie TpyObl B HCXOJHOM COCTOSTHUM JIO aBTOKJIABHBIX MCIBITAHUA UMEJH TTOJIHOCTBIO
PEKPUCTAIUTM30BaHHYIO CTPYKTYpY. BblieneHusMu dactuil BTopoi ¢as3el B cruiaBe D110 sBisiuch
gactuibl B-NDb, a B criaBe D635 wactuis ¢asel JlaBeca — Zr(Nb,Fe)s.

Kpome 3toro, uccnenoBanust OKCHIHBIX IUICHOK OBUIM TPOBEIEHBI Ha 00pa3nax 000J0YeK TBIJIOB
u3 criaBoB D110omt (Zr-1% Nb-0,04% Fe), 5110M (Zr-1% Nb-0,09% Fe), 9125 (Zr-2,5% Nb-0,04%
Fe) D635M (Zr-0,8% Nb-0,33% Fe-0,8% Sn) mociie npoBeacHHs aBTOKJIABHBIX HCIBITAHUN B BOJE
PWR c conepxanuem (9 — 12) ppm Li u 1800 ppm B mpu 350 °C B teuenue 930 cyTok. DTH
MaTepHalbl SBISUTUCH 00pa3aMy CBUAETEISIMUA 000JI0YEK HKCIIEPUMEHTANBHBIX TB3JIOB MCIBITAHHBIX

B IleTIe XaJlJIeH peakTopa.

2.2. UccienyemMble MaTepUaJibl, 0TPA0OTABIINE B peaKTope

B kauectBe martepuwania s TPOBENCHMS TMOCIEPEAKTOPHBIX MCCIEIOBAHUNA OKCHIHBIX TIJIEHOK
OBLIN Ompe/esieHbl 000JI0YKH TB3JI0B U3 crutaBoB D110 u D635. [lns Beibopa Hanboiee moIXo X
TBIJIOB M YYacTKOB Ha HHX Oblla TpPeayCMOTpeHa IMOATOTOBKA MPOTPaMMbl HCCIETOBAHHM,
YYHUTHIBAIOIIAs, B TOM YHCIIE, HATMYNE TakKuX 00BeKTOB B 3amuTHON kKamepe AO «'HI[ HUMAP». B
pe3yibpTaTe Oompeneain ucnosib3oBanue TBda u3 TBCA ¢ obomoukoit u3 crutaBa D635, a takxke
812 13 TBCA-AJIb®A ¢ obonoukoii u3 cmnaBa D110, orpaboTtaBmmx 6 et u 3 roja B peakrope
BB3OP-1000 Kanununckoit ADC coorBeTcTBeHHO [78, 79].

Jnst  SIEeKTPOHHO-MHKPOCKOTIMYECKUX  HMCCIEOBAHUNW  CTPYKTYpHO-(a30BOTO  COCTOSIHUS
00JTy4eHHON OKCHIHOW TUIEHKH, 00pa30BaHHON Ha TOBEPXHOCTH 000J109KH 13 crutaBa D635 uz TBCA
O6bu1 BeIOpaH TB31 21 ¢ Bhiropanuem 72,4 MBt-cyr/krU. [Insg oOnydyeHHOHW OKCHAHOHM IUIEHKH,
oOpa3oBaHHOW Ha mMOBepXHOCTH 000m0uku u3 criaBa D110 w3 TBCA, BeiOpanmu TBIm1 11 ¢
BeiropanueM 41,6 MBr-cyr/krU. OOmmii 3CKkM3 TBAJIOB M HMX KapTOrpaMMa pa3MEIICHHS B

TETTOBBIICTISIONICH COOpKE MpeICTaBIICHbI Ha pUCYHKE 2.2.
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Puc. 2.2. O6muii scku3 tBa510B 13 TBCA 1 kapTorpamMmMa ux pasMelieHus B cOopke

TonumHa OKCHIHOM IUIEHKM Ha HapyXHOH MOBEPXHOCTH 000JIOUYEK HM3MEHSETCS C BBICOTHOM
KOOpJAMHATOM M BbIrOpaHWeM TB3J0B. [lo Mepe yBenuueHHs BBICOTHOM KOOpIMHATBHI 10
(2800 — 3000) MM HabmOmaeTCs YBEIMYCHUE TOJIIUHBI OKCHIHOM TJICHKH, Jajee ee craj (PUCYHOK
2.3). HauMeHbI1as TONIIMHA OKCHJIA HAOIIOJAaeTCs Ha YPOBHE ra30cO0pHHMKA TBAJIOB.

Ha kaxxgom BbIOpaHHOM TBAJIE OBLIT OMpEEieH YYacTOK ¢ BBICOTHOM KoopauHatoil ~ 3000 mm, Ha
KOTOpPOM HabJII0/1aeTcsl MaKCUMalbHas TOJILMHA OKCUAHOM IJIEHKU. Temieparypa ydyacTka 000J0YKH
TBAJIa HA 3TOW KOOpAWHATE TpH dKcIuryaTanuu B peakrope BBOP-1000 cocrasnsier ~ 350 °C. Taxoxke
Ha 9THX YYacTKax ObLIM IPOBEICHBI IIEKTPOHHO-MUKPOCKOMHMUYECKUE HCCIIEAOBAHUS CTPYKTYpPHO-
($a30BOr0O COCTOSHUS MaTeprana MaTpHIIbI.

TonmuHa okcumHOM IWIEHKH IS TBAda 21 m3 cmmaBa D635 Ha Beicore 3000 MM cocTaBisieT

80 MxM, a murg TBAJ1a 11 m3 cmmaBa D110 — 7 MEM.
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Puc. 2.3. Pacnipenenenue TOMMMHBI OKCUTHOM TUIEHKH IO BBICOTE TBAJIOB
B «ropsunx kamepax» CTyacBUKa OBbUIH MPOBEIEHBI CTPYKTYPHBIE UCCIEIOBAHUS KOPPOZHOHHOTO
cocTtosiHUSL TBAJOB H3 cmaBoB D110M, D110ont, 3125 u D635M mnocne obnydeHus B XajjieH-
peakrope HBWR. VcnbiTanus skciepuMeHTalIbHBIX TBAJIOB B MeTie XallIeH-peakTopa IPOBOAUIUCH
MpU 3aJaHHON Ha HApYXHOW MOBEPXHOCTH 000JI04eK pacueTHOM Temmepatype 351 °C B GopHO-
autreBoM (10 10 ppm Li) BogHO-XUMUYECKOM peXUME C 00BEMHBIM mapocojepxkanuem 1o 2,0 % u
mmTenbHoCcThiI0 907 3(pQexTUBHBIX  CyTOK.  MakchuMmalbHOE  BBITOpAHHUE  TOIJIMBA B

AKCIIEPUMEHTATBHBIX TBAJIaX cocTaBmiio ~ 60 MBt-cyt/krU.

2.3. MeToauka npoBeJeHHs] AaBTOKJIABHBIX HCTIBITAHUIM

[IpoBeneHne UIMTENbHBIX KOPPO3MOHHBIX MCHBITAHMM B  aBTOKJIABaX BBIMOJHSIM IO
aTTECTOBAHHOM METOJIMKE.

ABTOKJIaB, U3TOTOBJICHHBIM U3 KOPPOSHOHHOCTOMKON CTaJIM, CHAOKEH TPYOOTIPOBOaMHU BBICOKOTO
JABJICHUSI, CTPABIUBAEMBbIM BEHTWJIEM U MpeAoXpaHuTeNbHON MeMmOpaHou. [loaBecka st oOpasioB
TakKe M3TOTOBIIEHA W3 KOPPO3MOHHOCTOWKOM cramu. OOBeM aBTOKJIaBa Ui HCHOBITAaHUN B
Jea’pupoBaHHOl Boze coctaBmser 1,8 mmS. Temmeparypa ImpoBeIeHHs aBTOKIABHBIX HCIBITAHUH 0

370 °C, a naBnenue a0 40 MIla. [1eus 11 HarpeBa aBTOKJIaBa UMEET MOITHOCTH 3 KBT.
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Jlia perynupoBaHus TeMIlepaTypbl B IE€YM HCIIOJIb3YETCS aTTECTOBAHHASI XPOMeEIb-altoMeNeBast
TepMoriapa. DJIEKTPOHHBIA PETYISITOp HampsoKeHus: Tuna « MUHeTepm» oOecrieurBaeT MoAIepKaHue
TEMIIepaTypbl B aBTOKJIaBe ¢ TOYHOCTHIO 70 1 °C. JlaBneHue B aBTOKJIaBE PETYJIUPYETCS CTPETIOYHBIM
ManoMmeTpoMm MII-4V. IIpu ucneiTanusx B Boje npeaen manoMmerpa cocrasisier oT 0 1o 40 Mlla.

B kaudectBe 00pa310B /1J1s1 aBTOKJIABHBIX UCIIBITAHUN UCIIOJIB30BAIN MAaTPyOKHU OT 000JI0UYEK TBIJIOB.
[nontae OBEPXHOCTH 00pa3ia JOKHEI ObITh He MeHee 0,1 1M,

Ilepen mnpoBeneHHEM KOPPO3UOHHBIX HCIBITAHUA HEOOXOJUMO TMOJATOTOBUTH IOBEPXHOCTD
00pa31oB. DTO AOCTUTAETCS MyTEM MOOYEPEIHOrO BHITOTHEHHS CIEAYIOIIUX ONepalnii:

- KUMsueHue o0pas3oB B TUCTUILTUPOBAHHOM BOJIE;

- TpaBiieHue B pactBope coctaBa: 30% H20 + 30% H2SO4+ 30% HNOs + 10% HF. Cprem metaina
C MOBEPXHOCTHU 00pa3LOB JOJKEH HaJEKHO FapaHTUPOBATh YCTPAHEHUE MOCIIEICTBUN MEXaHUYECKON
00paboTKH U3eNuii 10 TOTOBOTO pa3Mepa U HarapTOBAHHOTO CJIOSl HA TIOBEPXHOCTH 00pasia;

- IpeABapUTENIbHAS IPOMBIBKA B XOJIOJHOM MTPOTOYHOM BOJE;

- mesovHast 0opadotka mpu temmeparype ot 60 mo 80 °C;

- CyUIKa M OIEHKA COCTOSHUS TOJTOTOBJICHHOW MOBEPXHOCTH. [IOBEpXHOCTH MOATOTOBIIEHHBIX
00pa3IoB T0KHA OBITh CBETJION U OJIECTSIICH;

- KUMsYeHne o0pas3IoB B TUCTHILTUPOBAHHOM BOJIE;

- CyIlIKa U 00€3:)KUpUBaHUE TIOBEPXHOCTH 00pa31IoB.

[lepen 3arpy3koi mpeaBapuUTEIBLHO MOATOTOBJICHHBIX OOpa3IOB B AaBTOKJAB, MPOBOJMUTCS HUX
B3BemMBaHue. Kpome TOro, BHyTpEHHSS MOBEPXHOCTh CAMOTO aBTOKIIABa, JOJKHA OBITH MPOMBITA
TUCTHIITMPOBAHHOW BOJOW M TpoTepTa TKaHbio. llpucmocoOneHus Ui KperuieHus oOpaslioB B
paboueii 30He aBTOKJaBa (MOABECKA, KPETIJICHHS, 35KUMBbI) JOJKHBI ObITh MMPOBEPEHBI HA OTCYTCTBUE
Ha UX MOBEPXHOCTU CJIEJAOB KOPPO3UH, MPOMBITH B AUCTHILUIMPOBAHHOW BOJIE M MPOTEPTHI TKAHBIO,
CMOYE€HHOU STHUJIOBBIM CITUPTOM.

[ToaroroBieHHbIe 00pa3IIbI Al UCTIBITAHUN KPETIATCS HA MOJBECKE MPOBOJIOKON U3 HEPIKABEIOITUX
MaTepuanoB. OOpaslbl Ha TOJBECKE JOJDKHBI OBITH PACIONIOKEHBI TakuM 00pa3oMm, 4TOOBI MpHU
3arpy3Ke B aBTOKJIAB OHM HaXOAWJIMCh B pabouell 30HE€ M HE COIMpHUKAcAIUCh APYr C JIPYroM Hu
MOBEPXHOCTHIO aBTOKJaBa. [Ipu mpoBeneHHH HWCTIBITAHUNA C OMpENeNieHHeM YACIbHBIX MPUBECOB Ha
MOJIBECKY BMECTE C OIBITHBIMH OOpa3laMu KpemnsT KOHTpoJibHbie o0Opasibl mpuBeca (KO) B
KOJIMYECTBE HE MEHEE TPeX MITYK (pUCYHOK 2.4).

[Tpu moctmwkenun temmepatypsl 150 °C nmpoBoauTcs perasanus aBTOKJIaBa B TeueHue 10 MUHYT.
[To Mepe MOBBIIIEHUST TEMIIEPATYPHI U JIABJICHUSI, OTMEUAETCS BpeMs BbIXOJla aBTOKJIaBa Ha 3aJaHHBIN
pexxkuM. OTcUeT BpeMEHH aBTOKJIABHUPOBAHUS 0OpPA3IIOB MPH 33IaHHOM PEKUME HCIIBITAHUNA TPOBOJIST

C MOMCHTa BpPCMCHH BbLIXOJla Ha PCIKUM. ITocne BBIICPKKH aBTOKJIaBa IpPHU 3aJaHHOM PCXKUMC B
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TEUYCHHE YCTAHOBJICHHOTO BPEMEHH OTKJIIOYAIOT HArpeB IMeYd M (UKCHPYIOT BPEMs OTKIIOUCHHS.
ABTOKJIaB OTKPBIBAIOT IOCJTE TOrO, KaK HM30BITOYHOE JABJICHUE YMaAeT A0 HYJIEBOTO 3HAYEHUS, a
temneparypa He Oyzaer mpesbimare 50 °C. Ilocie 3toro, moasecky ¢ oOpasnamMu JOCTalOT W3
aBTOKJIaBa, 0Opa3Ibl CHUMAIOT C MOIBECKH, MPOTHPAIOT TKaHbIO, CMOYCHHOW B STHUJIOBOM CIIHPTE,

YKJIaIbIBAIOT Ha (PHIIBTPOBATIBHYIO OyMary Win TKaHb U CylIaT Ha BO3Jyxe He MeHee | yaca.

Odpas3usl IToaBecka

77

ABTOKIAB

Padouas 30Ha
G

Puc. 2.4. Cxema pa3menieHus onbITHbIX 00pa3uoB u KO B aBTOK/1aBE
ABTOKIIaBUPOBAaHHBIE 06pA3lbl B3BENIMBAIOT, U ONpEAENAIOT yAenbHbIH mpuBec AP, mr/mm? mo
dbopmye:
AP = (m2-my)/S, (2.1)
rae M1 — macca oOpasia 10 aBTOKJIaBUPOBAHMSI, MT;
M2 — Macca obpaslia nociie aBTOKJIaBUPOBAHUS, MT;

S — momaap MOBEpXHOCTH 00pasiia, M2,

2.4. MeTtaniorpadguyeckasi olieHKa TOJIMHBI OKCHIHOI NJIeHKH

OneHka TOJNIIUHBI OKCHAHOW TUIEHKH, OOpa30BaHHOW Ha TMOBEPXHOCTH oOpaslia Iocie
KOPPO3HOHHBIX UCTIBITAHUH, IPOBOAUTCS B COOTBETCTBUU C aTTECTOBAHHOMN METOMKOM.

Hepen IMPOBCACHUEM OLICHKU TOJIIIHHBI OKCI/I,Z[HOf/i IJICHKH, HeO6XO)II/IMO IIOATOTOBUTH o6pa3e11 B
BuJe nuida ans meramuiorpapudeckoro uccienoanus. [lonroroska o6pasma 000104eyHOM TPyOHI €
OKCHJTHOW TIJICHKOW MPOBOJUTCS MyTeM O0€3KUPUBAHUS €ro MOBEPXHOCTH, 3aMPECCOBKH B CMOJIy U
JanbHEeHIIel MoJMPOBKU C MOOYEPETHBIM UCTIONIb30BaHUEM CYCIIEH3UH pa3IMyHON BEJINYHHBI.

[IpyuHIMI u3MepeHHs TONIIMHBI OKCHIHOM IUIGHKH 3aKJII0OYaeTcsi B MOMY4YeHHHM IHM(POBBIX
n300pakeHU nuMda TOMepeyHoro cedeHusi oOpas3na TpyObl W3 CIUIABOB ITUPKOHHUS IIOCIIE
KOPPO3HMOHHBIX MCHBITAaHWK mpu momommm MuKpockona Olympus GX-51 um ycrpoiicTBa BBOJIA

u300pakeHnii B KommbioTep. [lamee, mpu mnoMoIIM TNpUKIagHOW mporpamMmel Stream Basic,



43

HEOOXOJUMO TPOBECTH PYYHOE TIOCTPOCHHE OTPE3KOB JIMHHUM, XapaKTepU3YIOUIMX TOJIIHHY
KOPPO3UMOHHOM TIJIEHKU U BBIYMCIIUTD IJTUHBI 3TUX OTPE3KOB.

WN3mepenuss mpoBOJsATCS Kak MHUHMMYM Ha IMSTH MOJSX 3PEHUS, paclojaramliuxcs Ha
JIOCTaTOYHOM PACCTOSHUM APYT OT Jpyra (OHM He JOJDKHBI mepecekarbes). M3mMepeHue TONIUHBI
OKCUJHOM IUJICHKH MO OJHOMY MOJyYEHHOMY MeTauiorpapuieckoMy H300paKeHHI0 HEOOXOIHMMO

IMPOBECTHU HEC MCHCC YCM B IIATHU pa3JIMYHBIX MCCTaX.

2.5. llpumeHeHne CKAHMPYHOLIEH JIEKTPOHHON MUKPOCKONMH /JJIsl MCCIEAOBAHUS OKCHIHBIX
ILUIEHOK

[IpoBenenne CDOM wuccnenoBaHU OKHCICHHBIX TPyO, TO3BOJIIET OLECHUTH TOJIIUHY U
Mopdoioruro oKcuaHOH ieHKU. [ToaroroBka o6pasnos aist COM ucciae1oBaHUN MTPOBOIUTCS ITyTEM
3alpeccOBKU TPyO € OKCHAHOM IUICHKOW B CMOJy, JaibHeiIiero uuimdoBaHMs, MOJUMPOBAHUSA U
HNOATpaBIMBaHuA B peaktue cocraBa 45% H20 + 45% HNOs + 10% HF. B pesynbrare nomydarorcs
00pa3Libl C YETKO BbIPAXKEHHOW IPaHULIEN «METAJUI-OKCU U HAIJISIAHON MaKpOCTPYKTYPOH OKCHUIHON
IUICHKH (PUCYHOK 2.5).

[To nmomy4eHHBIM M300paKEHUSIM MOYKHO OLEHUTh PaBHOMEPHOCTb TOJILMHBI OKCUHOM IJICHKH,
pactipeniesiene  1e(eKToB (TPEUIMH) MO TOJIIMHE OKCHJIHOW IUIGHKH M UX COOTBETCTBUE
MEPUOJNYECKOM, CIIOUCTON CTPYKTYPE OKCUAHOM IMIICHKH.

Bo3moxxHoctes pabotel B pexnme ESEM  (pexxuM HH3KOro BakyymMa) Ha CKaHHUPYIOLIEM
mukpockorie TM3000 ¢upmer HITACHI, gaer BO3MOXHOCTH TPOBOAWUTH  HCCIEAOBAHUS
HEMPOBOSAIIMX MaTepuanoB. B pesynabTare oTnagaer HEOOXOAUMOCTh UCHOIb30BaHUS CIEIMATIBHON
IPOBOJIAIIEH CMOJIBI ITPH MOJITOTOBKE 00pasiia.

[Tpu momorInu sHEproaucepcuonHoro Mmukpoananusatopa SWIftED3000 ¢pupmer OXFORD mosxHO
NPOBOJUTh M3MEPEHUsT XMMHUYECKOTO COCTaBa OKCHJIHOW IUIEHKM M MaTpPHUIBL, a TaKXKe IOJIydaTh

KauCCTBCHHBIC CIICKTPBI paCIpCACICHUSA XUMUYCCKUX JICMCHTOB BIOJIb 3aJlaHHOM JIUHUU (linescan).

TM-3000 20120426 1020 HL D54 x50k  20um

TM-3000 20120420 1116 HL D39 x600 20120420 1118 HL D39 x25k 30um

a) 0) B)

Puc. 2.5. [Ipumep COM u300pakeHusT OKCHIHBIX TUICHOK TOMIHHON 135 MkM (a, 0) 1 6 MKM (B)
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2.6. OmnpenesieHusi TOJIUHBI OKCHIHOHM IVIEGHKH IO BBICOTE TBYJIA IOC/IE IKCIVIyaTAlUU B
peakrope

TonmuHa OKCUIHON TUIEHKU Ha HApYKHOU IMOBEPXHOCTHU 000JIOUEK TBAJIOB I10CIIE 3KCILIyaTallUU B
peakTope u3Mepsiercsi BuxperokoBbiM (BT) meromoM ¢ MCronb30BaHWEM HAKJIAQJHOTO JATYMKA IO
aTTeCTOBaHHOW MeToJuKe. ToJIMHA OKCUIHON TUIEHKH U3MEpPSIETCs IO Beel AJIMHE 000JI04€eK TBIJIOB.
WccnenoBanust mpoBojstcs Ha mpubdope «Fisherscop» ¢ nakimamaeiM BT-matumkom. PaccrostHue ot
KaTyIIKd BHXPETOKOBOTO MpeoOpa3oBaTelis 10 METAUINYECKOH OCHOBBI OOOJOYKH aBTOMATHUECKU
[IEPEeCUUTHIBACTCS B 3HAYEHNE TONIUHBI OKCUAHOM MJIEHKH (PUCYHOK 2.3).

Pacnipenenenue TONIMHBI ICHKH Kak 10 JUIMHE TB3Ja, TaK U MO a3uUMyTy, HepaBHoMepHO. OO0
9TOM CBHJETEJIBCTBYIOT Pa3HbIEC 3HAYEHUS TOJIIMHBI, U3MEPEHHBIE HA OJJTHOM M TOM K€ KOOpAUHATE B
JBYX TIPOTHBOIIOJIOKHBIX Aa3UMYyTaJIbHBIX HallpaBiICHUAX. HepaBHOMEPHOCTH B pacHpelrerIcHUun
TOJILIMHBI OKCHJIHOM IJICHKM [0 [JIMHE TB3JAa IPOSABIAETCS TAaKKE B €€ yMEHBIICHUU B MECTE
PacroI0kKEHU IUCTAaHIUOHUPYIOIINX PEIIETOK.

[Tomumo mnposenenus BT wuccnenoBaHuil, TONIMHA OKCUIHOW IUIEHKM Ha OTpaOOTaBILIMX B

PEaKTOpPC 000JI0YKaxX TBAJIOB OLICHUBACTCA TAKKEC U MCTaJUIOFpa(l)I/ILIGCKI/IM METOJ0M.

2.7. BeiBOABI IO IJ1aBeE 2

1. B xadyecTBe MaTepHAJIOB JJIsl UCCIIEIOBAHUS CTPYKTYPHO-(PA30BOTO COCTOSIHHS OKCUIHBIX TUICHOK
WCIIOJIH30BaHbl O0OJIOYKHM TBAJIOB M3 MPOMBIIUICHHBIX CIutaBoB Tuma D110 u D635, a Takke ux
Monu(UKaAIMK TOCIe TPOBENCHUS JUIMTENbHBIX aBTOKJIABHBIX HCIBITAHUM, MPOMBIIICHHON
sKcIuTyaTanuu B peaktope BBOP-1000 1 KOppO3MOHHBIX UCIIBITAHUHN B YCIOBUSX 00Iy4YeHUs XalaeH-
peakrtopa.

2. Jlns wHayyHOW OOOCHOBAaHHOCTH, JOCTOBEPHOCTH U COIVIACOBAHHOCTH  PE3yJIbTaTOB
CHUCTEMaTUYECKUX HCCIEAOBAaHUN OOJBIIOTO KOJIMYECTBA OOpa3lloB BO BHEPEAKTOPHBIX YCIOBHUSX H
nociie HEHTPOHHOTO OOJIyYeHUs MPUMEHEHBI COBPEMEHHBIE METOMABI MOJYYCHHUS OKCHIHBIX TJICHOK
MIpU MPOBEJACHUU ABTOKJIABHBIX MCIBITAHUM M ONpPENENEeHUsS UX MAKpOXapaKTEPUCTUK, B TOM UHUCIE:

onTHYecKas MeTaJiorpadus U CKaHUPYIOIas ANEKTPOHHAS] MUKPOCKOIIHSI.
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3. Meroauka mNOArOTOBKH O0pPa3loOB OKCHAHBIX IJIEHOK M MeETOAMKA 3JJIEKTPOHHO-

MHUKPOCKOIMUYIECKOI0 UCCJIEAOBAHUSA

3.1. Meroanka NpUroToBJIeHUsl 00pPa3lOB NMPOAOCJbLHOIO CeYeHHsI HeOOTyYeHHBIX OKCHIAHBIX
IUICHOK

Jlnist IpoBeACHUSI TPAHCMUCCUOHHBIX 3JIEKTPOHHO-MUKPOCKOITMYECKUX MCCIEIOBAHNN HEOOX0AUMO
HOJArOTOBUTH 00Opaszel] W3 OKCHJIHOW IUICHKH, MPO3payHbId sl 3JIeKTpoHoB. He MeHee BaxkHOE
TpeboBaHuE K 00paslly — BO3MOXHOCTb OCYIIECTBJICHUS PAa3IMYHbIX MAHUITYJSALMHA, HE MOBpeXkaas
ero. Takum oOpa3oM, roToBbIH Ul HCCIeIOBaHMHA oOpasel JOJKEH MMEThb OTBEpCTHE B IIEHTpE,
00JacTh BOKPYT KOTOPOTrO MPO3payHa JiIsl 3JEKTPOHOB, U JOCTATOUHO TOJICThIE Kpasi.

OO0pa3ipl U3 OKCHIHBIX TUIEHOK it TOM wmccnenoBanuii, ObUTM MPUTOTOBJIEHBI U3 BBIPE3AHHBIX
CErMEHTOB OKHMCJIEHHBIX TPYO, KOTOpBIE B JalbHEHIIIEM YTOHSIN C BHYTPEHHEH CTOPOHBI.

Ha nepBoMm »stame moaroroBku oOpasuoB juist TOM wuccnenoBaHuil NPOBOAUIOCH MEXaHMUYECKOE
BBIPE3aHHE 3arOTOBOK B BHJIE CETMEHTOB OKHCJICHHOW TpyObl pa3zMepoM HE MeHee ueM 4%x4 M.
Beipesanue ocymectBisin Ha ctanke MiniTom ¢upmber Struers wim BpydYHYH, HpPU OMOIIH
HOKOBKH.

ITocrne 3TOro NPOU3BOIMIN MEXaHMUECKOE HMITN(OBAHNE U TOJUPOBAHUE BHYTPEHHEH MOBEPXHOCTH
UCXOAHBIX 00pa3lloB C HCIOJIb30BaHWEM aOpa3uBHBIX MAaTepUaioB, 10 TOSBIECHUS TIJIaJAKON
MOBEPXHOCTU MeTajlla (Ha BHEIIHEH MOBEPXHOCTU CErMeHTa TPyObl OKCHUHAS IJIEHKA COXPAHSETCs).
[Tocie »3TOro cerMeHT TpyOBbl MOABEpPrajJd XHMMHUYECKOMY TPABJICHUIO B pEakTHBE COCTaBa
30% H2SO4 + 30% HNOs + 30% H20 + 10% HF mo muHMMansHO BO3MOKHOM TommmHasl ~ (100 —
200) MKM, coxpaHsis TONepeYHbIe pa3Mepbl 3aroToBKU (prcyHOK 3.1). st 3TOro Ha TOpIeBbIC IPaHU
OTHUITM(QOBAHHOTO CErMEHTa HAaHOCWIM 3allUTHBIA  CIOM  Jaka, MpeAoTBpalllaloluil  HX

pacTpaBiIMBaHUE U COOTBETCTBYIOIIEE YMEHBIICHNE JIMHEWHBIX pa3MepoB oOpasua.

100+~ 200 MEM

MeXaHHYecKoe
miIagoBanHe

NOoJTHpOBaHHE,
TpaB./I€HHE

Puc. 3.1. BLIpCSaHI/IC, MEXaHHUYCCKOC IJ_IJ'II/I(bOBaHI/IC, MOJIMPOBAHUC U TPABJICHUC CCTMCHTOB TPY6 a0

IIOABJICHUA FHaHKOfI IMOBEPXHOCTHU METAJIJIa
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Ha BTOpoi#i cTraguum B mpenBapuTEIbHO MOATOTOBICHHOM OO0pa3siie HEOOXOIUMO OBLIO CO37aTh
00J1aCTh OKCHIHOM IUIEHKM CBOOOAHOM oT meramna. s storo Ha ycraHoBke TenuPol-5 ¢upmsr
Struers (pucyHok 3.2) myTeM OJHOCTOPOHHEH (CO CTOPOHBI METalia) CTPYHHOU IEKTPOTUTHUSCKON
noympoBku [80-84] crpaBiauBamu Bech MeTaul (B oOisactu amameTpoM 1,5 MM) 10 BHYTpEHHEH
MOBEPXHOCTU OKCHAHOM mieHku. OOpaszery co CTOPOHBI OKCHUIHOM IUIGHKH OBbLIT 3allMIIEH OT
MOTIAJIAaHUS DJIEKTPOJIUTA MPO3PAUYHBIM CKOTYEM, KOTOPBII HE MemaeT cpadaThiBaHUIO (HOTOIIEMEHTA

IIpU MMOJIHOM CTpaBJIMBAHUHN MCTAJlJia.

oddd b

Puc. 3.2. Bueunuii Bug TenuPol-5: A) KOHTpOJIbHBIH 010K (0JIOK yIIpaBICHHUS) C MTAHEITBIO
yIpaBlieHUs: KOHTPOJIbHOTO OJ0Ka (1), BeIKIIFOUaTeseM sekrponutanus (2); B) monuposanbHbIii
610k pesepByap (1), ocHoBHas nmaHenb (2), momra.(3), THE310 TepMomeTpa (4), 3aIUTHBIA KOXKYX (5),
nepxarens 00pa3nos (6), monupoBasibHOE THE30 (7), nepxarensd GopcyHkH (8)

[Tpubop TenuPol-5, ocHarieHHBIH aBTOHOMHOW KOMIIBIOTEPHOM IPHCTABKOMA, MTO3BOJISIET OMIEPaTOPy
IPOBOAUTD BJIEKTPOJIUTUUECKOE YTOHEHHE, KOHTPOJIUPYS TEMIIEpPATypy JIEKTPOJINTA, HANPSKEHNUE U
TOK B IIPOLIECCE MTOJIUPOBKHU.

ONEeKTPOIUTHI, KaK IPAaBUJIO, COCTOSAT W3 TPEX KOMIIOHEHT: ITIOBEPXHOCTHOTO OKHMCIIUTENS,
JIeTIaccuBaToOpa, MPENATCTBYIOMEr0o OOpa30BaHUIO OKCHAHOM IUIEHKH, M CBS3YIOLIEr0 MaTrepuana,
oOecrieynBaroero 00pa3oBaHUE TOJCTOIO BSI3KOTO CIJIOS, Y4YacTBYIOLIEro B TpyOoil MOJIMpPOBKE.
KoHnkpeTHbIll cOocTaB 3J€KTpOdMTa ompenenserca marepuainoMm obOpasua. [Ipu snekTponuTuueckoin
MOJIMPOBKE HA MOBEPXHOCTU O0BEKTa 0Opa3yercst J1Ba CJIOsl: OTHOCUTEIHHO BS3KHM TOJCTBIN CIIOH,
OTBEYAIOIIMN 3a CriaKMBaHHE MaKpPOHEPOBHOCTEW, M HaXOIAIIMUCA IOJ HUM CJIOH MeHbIIei
TOJILMHBI, OOECHEYMBAIOIINKA TOHKYIO TOJHPOBKY, JI€JAlOIIyl0 [OBEPXHOCTh OyecTsuieil.
VY CcTOMYNBOCTD U TOJNIIUHA CIIOEB, OMPEAEIAIONINe KAUeCTBO TOBEPXHOCTH, 3aBUCAT OT MPUIIOKEHHOTO
NOTEHLIMaNa, COCTaBa MNIEKTPOJINTA, ET0 TEMIIEPATYpbl U CKOPOCTH nepememinBanus [80, 85].

TpeGoBanue mpu MOJUPOBKE COCTOMT B TOM, 4YTOOBI BO3JCHCTBHE OHIIEKTPONUTA HE OBLIO
IPEUMYIIECTBEHHBIM HAa KAaKOM-JIMOO 3JEMEHTE CTPYKTYphl, U YTOOBI pacTBOPEHHE HE 3aBHCEIO OT

KpucTtaysiorpadguueckoil opueHTanmu o6Opasuma. [pyrumu cioBamu, HE JOJDKHO TIPOMCXOAUTH
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TpaBJICHUC. Bremonnasercs am 31O TpC60BaHI/Ie, MO>XHO BBIAICHUTH, HCCICAYSA BOJBTAMIICPHYIO

XapaKTepUCTUKY. Bua naeanbHOM BOIbTAMIIEPHON XapaKTEPUCTUKH NPEACTABIEH Ha PUCYHKe 3.3.

I
Thaenens
Ofpasosanue
UAEP X OBAFROTL
! | | FIOBEPXHOCHI
/ | |
! I |
/ I !
/ | :
I .
A b v

Puc. 3.3. neanpHast BonbTaMIepHasi XapaKTepPUCTHKA

[Ipu 3HaUeHUAX MOTEHLIMANa MEHBLIMX, YeM MOTEHLIMAN B TOUKE A, IPOUCXOIUT pacTBOpeHue 6e3
00pa3oBaHus yCTOWYMBOTO MOBEPXHOCTHOTO CJIOS, UTO BBI3BIBAET TpaBiieHHe obpasma. [Ipu ycroBusx,
COOTBETCTBYIOIUX YYAaCTKy KpPUBOM MpaBee TOUKU b, MpOMCXOMUT BBIACTICHHE Ta30B ¢ aHOa 00pasia,
paspylaonux nojupyroume ciaod. Haubonee noaXoadIiMMU SBISIOTCS YCIOBHS TOJHMPOBKH,
COOTBETCTBYIOIIME y4dyacTKy Ab, I/e NpouCXOAWUT MOJIMPOBKA, COMPOBOXKIAEMas HEMPEPbIBHBIM
00pa30oBaHUEM U PACTBOPEHUEM MTACCUBUPYIOIIETO CIIOS.

[Ipu >7MEKTPONOIMPOBKE CIIEAYET YUWUTBHIBATH pPACCESHUE SHEPTHH, NMPHUBOJSIIECE K IOBBIIICHUIO
TEeMIepaTypbl M, €CIM BO3MOXKHO, TO >KeJaTeIbHO O0ECHeuuTh OTBOJ BBIJEISIOLIETOCs TeIula.
OxnaxJeHre noJIe3H0 0 HECKOJIbKUM Npu4YuHaM. Bo-niepBbIX, CHUXKAeTCsl INIOTHOCTh aHOJTHOTO TOKa,
YTO JIeNaeT TOJHMPOBKY Ooyiee MEUICHHOW, a 3HA4YHT, JIyYllle KOHTpOJIupyemoil. Bo-BTopwix, mpu
HU3KHX TeMIIEpaTypax CHIIbHO BO3pacTaeT MIMpPUHA TUIATO, YTO 00JerdaeT BEIOOp YCIOBUN MOTUPOBKU
Y KOHTPOJINPYEMOCTH Iporiecca yronenus [80, 86].

[IpuHumas BO BHUMaHME BCE BBILIE CKa3aHHOE, PabOThI MO SJIEKTPOJUTHUECKOMY YTOHEHHUIO
00pa3IoB HAYAINCh C IOJYYCHUS BOJHTAMIIEPHOW XapaKTEPHCTHKH, AIOUICH MpeacTaBlIeHHE 00
ONTUMAITEHBIX PEKUMaX YTOHCHUSI.

JUi 3JIEKTPOIMTUYECKON TOJIMPOBKH UCIOIB30BAIN AIeKTposuT coctaBa: 85% CH3COOH u 15%
HCIOs. Pabowass temmeparypa siekrponurta Haxoiwinack B mpexaenax ot 10 mo 15 °C. 3navenue
HAMpsDKEHHUsT B TIpOIECcCe DIIEKTPOIUTHYECKoW monupoBku coctaBimsuio (10 — 20) B. Pexumsr
AIIEKTPOIUTUIECKON TIOJIMPOBKH BBIOMPATH C MajbiM JaBICHHEM CTPYH DSJEKTPOJIUTAa Ha 0oOpaserl,
4yToObl HE TMOBPEIUTh OKCHJIHYIO IUIGHKY IpH CTpaBIuBaHMM MeTauia (pucyHok 3.4). s
OTHOCHUTEJIBHO BBICOKOTO JaBJECHUS CTPYH O3JIEKTPOJMTAa Ha oOpaszer] BBHIOMpalld PYYHOU pPEeXUM
HOJMPOBKU. DKCIEPUMEHTAJIbHO ONpPENEIUB CKOPOCTh YTOHEHUS MaTepuajla U, U3MEPUB TOJIIHUHY

oOpa3lia, OCTaHaBIUBAIM TPOIECC DJIEKTPOJUTHUECKON IOJIMPOBKU, HE MOBpPEXAas TEM CaMbIM
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OKCHJIHYIO IUIEHKY. JIJI1 yCKOpEHHUs 3JIEKTPOJIMTUYECKOM MOJMPOBKH ObUI HCIOJIb30BAH PEXUM
«IBOWHOW CTPYW» ¢ HUCHAJAIOIIUM JaBJICHUEM IEKTPOJIUTA II0CIIE 3aJAHHOTO BPEMEHH.

[locne nosiBiieHUsI BHYTPEHHEHN NMOBEPXHOCTU OKCUAHOM IUIEHKU (TOCJE CTpaBIMBaHUs MeTallia)
IPOMCXOOUT  cpabarbiBaHue  (OTORIEMEHTA, IPEKpallaroliee MPOLECC  AIEKTPOIUTUYECKON

noJupoBkH. B pesynbrare B 00pasie 00pa3yercs JIyHKa ¢ OKCHIHOM IJICHKOM, CBOOOIHON OT MeTala.
@3mm PROCESS

I S3rA 12.al)

5] 3
Time act.: 18s
Light act.: £ Set! Auto (232

Current. Fump flow rate 12
Uzse &7 to adjust pump flow rate.
Frocess running

Puc. 3.4. OroGpaxkenne nporiecca MpoTeKaHus yTOHEHHs! (obru

B HekoTopbIX ciyyasx oOpa3oBaBiIasicss 00JaCTh OKCUHOM IUIEHKU CBOOO/IHAS OT METaJUTMYECKON
OCHOBBI  sIBIsieTcss  HeOonbwioW. JIns  yBenumyeHus pa3Mmepa 3TOM  00sacTM  NpPUMEHSETCs
KpPaTKOBPEMEHHOE XMMHUECKOE TpaBiieHHe oOpasma B peaktuBe coctaBa: 30% H2SOs + 30% HNOs +
30% H20 + 10% HF, ¢ nanpHeiimuM npoMbIBaHHEM B YHCTOH Boje. [locie kaxmoil cepun TpaBieHUs
NPOBOJIWIN BHM3YalbHbIH ocMoTp oOpasua. I[lpu moctwkeHun HeEOOXOAMMOro pasmepa 001acTH
OKCHJTHOU TIJIEHKH CBOOOHOM OT METaJIMUYeCKOW OCHOBBI POMBIBAIN 00pasell B STHJIOBOM CHHUPTE U
BBICYLIMBAJIN U1 JaybHENel noarotosku k TOM uccnenoBanuto.

Ha 3akmountensHON cTaguu MOATOTOBKH OOpasila OKCHUIIHOW TUIeHKM s TOM wuccienoBaHuid,
HPOBOIMIN HOHHOE yTOoHEeHHUe B ycTaHoBKke lon Mill 1010 dupmsr Fischione ¢ ucnonb3oBanieM HOHOB
Ar’. Ecin uHepTHbIN ra3 (Hampumep, Ar winm Ar') HCIOJB3yeTCs IS TPABJIEHHS, TO PACIIbLICHHE
ABJIIETCSl PE3yJIbTaTOM IepeAauyd HMMITyJIbca MEXAY MaJarollM HOHOM M NMOBEPXHOCThIO 0Opasia.
Ecnu wucnone3yercs ras3, BCTYNAlOUIMM B XMMHUYECKYI0 pEaKLHIO € MarepuaioM obOpasna, To
pacnbuieHre yBenunuuBaercsi [86-90]. CkopocTh MOHHOTO TpaBIEHHMS B 3HAUUTENBHOW CTENEHU
3aBUCHT OT yIJia MeXIy 00pa3lioM U HCTOYHUKOM MOHOB (pUCYHOK 3.5). OnTUMaNbHBII yTroJl MaeHus
He noiokeH mnpesbimath 10°. Kak cnemyer w3 pucyHka 3.5, mpu TakuxX 3HaYeHHSIX CKOpPOCTb
pacmblieHHsT He camas Bbicokas. OJHako, 4eM Kpydye Yroia MaJeHus, TeM OoJjblle TIiIyOuHa
NPOHUKHOBEHUS] MOHOB, M TeM OOJbIIe BO3HUKAOLIAs IIEPOXOBATOCTh W YHUCIO HPUBHOCHUMBIX
panuannoHHbIX edekToB. KpoMe Toro, 60sbiiMe yribl NaJeHuss MOTYT NPUBOAUTH K CEJIEKTUBHOMY

(KOMITO3ULIMOHHOMY ) PaclbUIEHUIO U, COOTBETCTBEHHO, K CEIEKTUBHOMY YTOHEeHHIO [91].
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/

T 1y6HHA IPOHHKHOBEHHSA

CKOpOCTE YTOHEHHS

0 30° 60° 50°
Puc. 3.5. 3aBucuMocTb riyOMHBI IPOHUKHOBEHUS M CKOPOCTH YTOHEHHUS OT YTJIa TaICHHS

Cucrema nonHoro tpasieHust mojenu 1010 sBisercs MOTHOCTHIO MPOrpaMMHPYEMOM, KOTOpas
BKJIIOYAET B ce0s CIEAYIOIINE XapaKTePUCTUKU: JIBa HE3aBUCUMO PETYJIMPYEMBIX UCTOYHHKA HOHOB C
paspsaaoM nosioro anona (HAD), no3Bosnsromux ObICTpO NPOTpaBIMBaTh WK Ooiee Mociae10BaTeIbHO
MOJIMPOBATh 00pa3ell; aBTOMATUYECKOE YIPABICHUE Ta30BBIACICHHEM; OE3MacisIHyI0 BaKyyMHYIO
CUCTEMY; BO3MOXHOCTb PEryJMpoBaHMs yria TpasiaeHUs oT 0 10 45°; BO3MOXHOCTb BpalleHUs WU
HaKJIOHa o0paslia NMpU YTOHEHUH; JONOJIHUTENBbHBIA NPEIMETHBIN CTONMK, OXJIaKIAeMbIH >KUIKUM
a30TOM; JIOTIOJIHUTENbHYIO (YHKIMIO aBTOMAaTHUYECKOro mHpekpaiueHus npouecca [92]. Mcrounuku
HOHOB ¢ pazpsuom monoro anona (HAD) (pucynok 3.6) paGoraroT B Juama3oHe HaMpsDKEHUS
AKCTpaKTOpa, BeIOMpaemMoM moiib3zoBaTeneMm (ot 0,5 kB g0 6 kB) u cuner Toka (ot 3 MA 1o 8 MA),
CIOCOOHBIE MPOU3BOJIUTH TOK MOHHOTO Jiyda 10 400 MKA. [Ipu rpyOom mpuOIMKeHUH nepeMeHHoe
HaIpPsDKEHUE M3MEHSIET CpEeJHEE 3HAUYEHUE MOHHOW MOIIHOCTH, B TO BPEMs KaK INEPEMEHHBIA TOK
W3MEHSAET MOHHBIN NMOTOK. OHM M3rOTOBJIEHBl M3 AJIOMMHMS, JaTyHH, IOJIMMEPOB U HEP/KABEIOLIEH

CTaJin.
OEBFPAZEL

IHCTPAKTOR
{06 KB}
IOHA PASFRIA NONOro

AHOOA AHOO+

AL T
ETOPMHHAR NMINAIMA (-2 KBy

OBEFPAIOBAHWME AR

MEFEMIHAR
MTAZMA (AR, &)

APTOH

Puc. 3.6. Mcrounuk noHa ¢ paspsaom nonoro anona (HAD)
B mporecce HOHHOTO YTOHEHUS 00pa31i0B OKCHIHBIX IUIEHOK YCKOPSIOIIee HapshHKEHUE, TI0aBaeMoe
Ha KaXIyl0 W3 JABYX IIyIIeK, cocTaBisuio 5 kB, a cuma Toka — 6 MA. Yron HakioHa oOpasia

OTHOCHUTEJILHO MOHHBIX ITyYKOB (YTOJI CKOJIB)KEHUS) ObLT He Oonee 10°,
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MeHsist peXMMBI HWOHHOTO YTOHEHHS (OZHOCTOPOHHEE WM JIBYCTOpPOHHEE, BpEeMs HMOHHOTO
YTOHEHUS! KaXJOW CTOPOHBI, YCKOpSAIOIIEe HaIpsHKEHWEe M CUJla TOKAa JKCTPAKTOpa, Yroji
OoMOapIMpPOBKH, BpallleHHE 00pa3la WU €ro KoJeOaHWs), MOXHO IOJNy9UTh 00pasen] OKCHUIHOU
wieHkd st TOM uccnenoBaHuil B JIFOOOM 3aJIaHHOM CEYCHHH, IMapauIeIbHOM IUIOCKOCTH pas3feina

«METAJIT—OKCH (PUCYHOK 3.7).

MHKPOCKON BBICOKOIO
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Puc. 3.7. CucreMa HOHHOTO YTOHCHUS NPCABAPUTCIIBHO HO,I[FOTOBHGHHOﬁ OKCHHHOﬁ IIJICHKH

3.2. MeToaMKa NPHUrOTOBJEHHUS O0pPa3lOB MPOJ0JIBHOIO CeYeHHs O0O0JYYEHHBIX OKCHIHBIX
IJIEHOK

Jns mpurotoBiieHus: oOpasuoB i TOM uccrnenoBaHuil M3 OOJYYEHHBIX OKCHJIHBIX IUIEHOK,
00pa30BaHHBIX HA MOBEPXHOCTH OTPAaOOTABIINX 000JI0YEK TBIJIOB, BHIPE3AIOT JUCKH AUAMETPOM 3 MM
B 3aIIUTHBIX KaMepax, MpH IMOMoIM Tojoro cepia (pucyHok 3.8a). Eciam B kadecTBe oOpasma
HCIIOJIb3YETCSl OTPE3aHHOE OT 00O0JIOUKHM TB3Ja KOJIBIO BBICOTOM OT 3 110 5 MM, TO 00pazer] MOXHO

TOTOBHUTB U3 BBIPE3aHHOTO BPYUYHYIO B 3allIUTHOW KaMepe CerMEHTa 3TOT0 KoJblla (pucyHok 3.80).

Me

-

a) 0)
Puc. 3.8. Bripe3anue B 3alIUTHOM KaMepe AUCKOB THAMETPOM 3 MM U3 000JI0YEK TBIJIOB (2) H
BBIPE3aHHE CETMEHTOB U3 KOJBIIEBBIX 00pa3ioB (0)
[Tocne BBIpE3KH COOTBETCTBYIOIIETO 0Opasiia, MEPBBIM ATAllOM €ro TMOATOTOBKU  OBLIO
MEXaHHUYECKOe MNUIH(GOBAHWE M IOJUPOBAHME B 3allIUTHOM OOKCE BHYTPEHHEH IMOBEPXHOCTH Ha

Ha)kJ1a4yHOU OyMare, ¢ TIOCTENIEHHBIM YMEHBIIIEHUEM BEIHUMHBI 3epHa abpasuBa.
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s obecriedeHusi OTCYTCTBHUS MPSIMOTO KOHTaKTa orepaTopa C 00pa3lioM B MNEpYaTOUYHOM
3alIUTHOM OOKCe, WCIONB3YeTCsl CIEeUUAIbHBIA METAJUIMYECKUN JepiKaTeib UII MEXaHHYEeCKOTO
nUTM(OBaHUS CO MITOKOBOHM IMOJIOCTHIO MOA oOpaseu. [Ipu mpsMom KOHTakTe Jaepxareis U odpasia
MPOUCXOJUT HapYILIEHUE LIETOCTHOCTH OKCHUIHOW IJICHKH, BIUIOTH JI0 €€ IMOJIHOTO ucThpaHus. s
MPEIOTBPALICHHS ITOrO SIBJICHHSI HAa TOPLEBYIO MOBEPXHOCTh IITOKA HAHOCUTCS CJION (roporuiacra,
IIPU KOHTAKTE C KOTOPbIM OKCHJIHAs IJIEHKA HE 11aparaeTcsi U HE HCTUPAETCS.

[Tocne okoHuaHWs mporecca HUTU(POBAHUS IMOMY4YAeTCs TJIAJKash MOBEPXHOCTh METAJUTMYECKOU
OCHOBBI, Ha BHEIIIHEH CTOPOHE KOTOPOM COXpaHseTcs liefias OKcuHas miieHka. TonmuHa oOpasia Ha
9TOM cTaguu He noikHa mpesbimarh (300 — 350) MkM.

[Tocne sToro, kak W i HEOOIYYEHHOro 00pasla, MPUMEHSIACh OJHOCTOPOHHSS (CO CTOPOHBI
MeTallla), CTpyHHas DSJIEKTPOJUTHYECKas IONMpoBKa Ha ycraHoBke TenuPol-5 dupmer Struers
(pucyHok 3.2). YcTaHOBKa pacrojaraercsi B epuaTouHoM 3alIUTHOM Ookce. [[iist aneKTpoauTHieckon
MOJIMPOBKH HCIIOJIB30BANU 3JIEKTPOIUT coctaBa: 95% stunosoro cnupra (C2HsOH) u 5% xmophoii
kucinotel (HCIO4). Tlpu nCnonb30BaHMM TaKOTO SJIEKTPOJIUTAa HEOOXOJMMO €ro OXJIAXKICHHE 0
HU3KOH TeMmepaTypsl BO Bpemsi pabodero mporecca. IOTO OBUIO TOCTUTHYTO IYTEM ITOMEIIECHHS
pe3epByapa ¢ DJIEKTPOJIIMTOM B €MKOCTh C KHUAKUM a30ToM. B pesynbraTe pabodas Temmeparypa
3JIEKTPOJIUTa HAXOAWIACh B mpeaenax or -25 ngo -18 °C. 3HaueHwe HaAOpsHKEHUS B MPOLECCE
SIIEKTPOIUTHYECKOH TomupoBku cocTaBisuio (25 — 30) B, mpu 3ToM 3HaYeHHE CHITBI TOKA HaXOAMIOCH
Ha ypoBHe 25 MA. [locne cpabareiBanus poTodsieMeHnTa, ooOpa3zyeTcs JIyHKa B METajie CO CBOOOTHOM
BHYTPEHHEH OBEPXHOCTHIO OKCUJIHOM TJIEHKHU.

Koneuno#i cragueil moarotoBku oOpasma s TOM uccrienoBaHuil U3 0OTy4EHHOM OKCHJIHOM
IUTCHKH SIBJISICTCSI HOHHOE YTOHEHHE MPEIBAPUTEIBHO MMOArOTOBICHHOM 001acTu B ycranoske lon Mill

1050 ¢pupmsr Fischione ¢ ucrionb3oBanrem nonos Ar* (Pucynok 3.9).

Puc. 3.9. Cucrema nonnoro tpasienus lon Mill 1050
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Cucrtema monnoro tpasienus lon Mill 1050 sBasieTcs MOTHOCTBIO MPOrPAMMHPYEMOM, KOTOpast
BKJTIOYAET CIIEAYIONINE XaPaKTEPUCTUKH: [BA HE3aBHCHUMO PETYIUPYEMbIX, TOYHO C(POKYCHPOBAHHBIX
MCTOYHUKA HOHOB; IIMPOKUI JAHAana3oH 3a1aBaeMbIx HanpsbkeHuit ot 0,1 1o 6 kB xoropslit no3Bossier
OBICTPO TPOTPABIMBATh WM OoJiee MOCIENOBATEIbHO MOJIUPOBaTh OOpasell; aBTOMaTHYECKOe
yIpaBiieHUE Ta30BblIeTICHIEM; 0e3MacisiHyI0 BaKyyMHYIO CUCTEMY; BO3MOXHOCTh BapbUPOBAHUS YIJia
tpaBieHus oT 0 g0 10°; BO3MOXHOCTH BpalleHHs WM KadaHWs o00pasla; IOTOJTHUTEIbHBIN
IPEIMETHBIA CTOJUK, OXJIAXIAEMBbIN KUJKHM a30TOM; JOTIOJHUTENBHYIO (PYHKIHIO aBTOMATHYECKOTO
npekpaieHus npoiecca [93]. Beibop oHOro WK ABYX UCTOYHHUKOB MOHOB IMO3BOJISICT MPOTPABIUBATH
oOpaserl ¢ OHOM WK ¢ 00eUX CTOPOH.

B pesynbraTe TOrOo, utro BCe OOpa3lmbl HAXOIATCS B OOJNYYEHHOM COCTOSIHUM, HEO0XOIUMO
3alIUTUTh BHYTPEHHIOIO IIOBEPXHOCTh KaMephl CHUCTEMBI HMOHHOTO TpPABICHHS OT PACIHBLUIIEMOTO
AKTUBHOTO MaTepuana. ITO ObUIO JOCTUTHYTO MYTEM H3TOTOBJICHUS CHEIUAIBHOTO AITIOMHUHHEBOTO
crakaHuynka (pucyHok 3.10), KOoTOpwIii oleBaeTcsi MOBEpX JepkaTens ¢ o0pas3loM, HE JaBas TeM
CaMbIM PacCHbUICHHOMY MaTepHally OCaXJIaTbCs Ha BHYTPEHHHE CTECHKH Kamephl. [IpakTHuecku Bech
pacmbUICHHBI aKTHBHBI MaTepuan OCaKIAeTCs Ha BHYTPEHHEH IOBEPXHOCTH aJIOMHHHUEBOTO
CTaKaHYHKa.

B npouecce MOHHOrO YTOHEHUS OKCHIHOW IUICHKH YCKOpSIOIIee HampsyKeHHe, MojaBaeMoe Ha
KaXIyI0 U3 JIBYX ITyIIeK, COCTaBIsUI0 5 KB. MoHHBIE MymIKy ObLIH HaKJIOHEHBI OTHOCHTEIBHO 00pasia
Ha yroa 10°. CkopocTb BpaiieHus oopasiua cocrasisiia 3 06/MuH. Kak u 1t HeobirydeHHOTo 00pasia,
MEHsISI peKHMbl HMOHHOTO TPAaBJIEHUS, MOXHO IMOJIY4YUTh OOpa3zell OKCHIHOW IUIeHKu g TOM

HCCJIeIOBaHUM B IF000M 3aIaHHOM CCUCHUH, MAPATIJICIIbHOM IIJIOCKOCTH pa3jciia «MCTAJUI-OKCHII».

N ———ee”’

Puc. 3.10. 3anuTHBIN CTaKaHYUK U Iep>KaTelb Uit 00pa3loB B CHCTEME HOHHOTO TPaBJICHUS
Ilocne 3aBepiieHMs Ipolecca HOHHOTO YTOHEHMs, BHYTPEHHSs IIOBEPXHOCTb 3alIMTHOIO
ATIOMUHHUEBOr0 CTaKaH4YMKa W JIepiKaTellb ObLIM 3arps3HEHbl pacHbUIECHHBIM aKTUBHBIM MaTepuaioM
oOpasua. [Ipu npsiMoM KOHTaKTe BaTHOW MaJIOUYKHU C 3arpsi3HEHHBIMU MOBEPXHOCTSIMHU OKa3aJIoCh, YTO
3arps3HEHUE SBISETCS HE CHUMaeMbIM. TakuMm oOpa3oM, IOCiIe HECKOJbKHUX MOJIrOTOBIEHHBIX
00pa31oB, HEOOXOIUMO YTUIM3HPOBATH 3arps3HEHHBIC 3aIIUTHBIA CTAKAHYMK U JIep)KaTellb, a TaKkkKe

HU3TOTOBHUTH HOBBIC, YHUCTBIC.
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3.3. MeToauka TPUTOTOBJEHHSI OOpPa3lOB MNOMEPEYHOr0 cedYeHHsi OO0JYYEeHHbIX H
HeO00JIYUYEeHHBIX OKCUIHBIX IUIEHOK

JUis  TIpUTOTOBJICHHSI TOMEPEYHOTO CEUEHUs O00pas3loB U3 OKCHIHBIX IUIEHOK i TOM
UCCJIEIOBaHUM, HEOOXOIUMO MpPEIBAPUTEIILHO BbIPE3aHHBIE CETMEHTHI TPYOBbl C OKCHIHOM TUIEHKOU
MIOMECTUTh B TPYOHYIO 3aroTOBKY (B ciiydyae OOJy4YeHHBIX OOpas3lOB, BCE ONEPALUU MPOBOISATCS B
3aIIMTHBIX KaMepax M MEepPYaTOYHBIX 3amuTHBIX Ookcax) [30, 86]. B kadecTBe TpyOHOH 3aroTOBKU
UCIIOJIb30BAIM [IUPKOHUEBYIO TPYOKY C BHEIIHUM AMAMETPOM 4,5 MM M BHYTPCHHHUM JUameTpoMm 3,5
MM. J[nsi TOro 4ytoObl CErMEHThl HAJEXKHO W MPOYHO JEep’KaluChb BHYTPH TPYOHOH 3aroTOBKH,
HEOOXO0JUMMO BCE IMOJIOCTH 3aMOJIHUTh AMOKCHIHBIM KJIeeM, KOTOPBIA 00J1a/1aeT BHICOKOW MPOYHOCTHIO
U DJIEKTPOIPOBOJIHOCTHIO, @ TAKXKE BBICOKMM COIPOTHUBJIICHHUEM Pa3pyIICHUIO TOJ BO3JIEHCTBHEM

3JICKTPOHHOTIO IyyKa (pucyHok 3.11).

TpYOHAH 3aT0TOBKA

IMOKCHIHBINR Kaeil

Puc. 3.11. [Tomenienne cerMeHTOB TPYOBI C OKCHIHOM TUIEHKOH B TPYOHYIO 3aTOTOBKY

Jlis TmpUTOTOBIIEHUSI AMOKCHIHOTO KJesl HCIOJBb30BAl CHEIHAIbHYI0 JMOKCHIHYI0 CMOJY U
3arBepautens G1 Epoxy, ¢upmer Gatan, nmpenHasHaueHHBIE 7S MOATOTOBKH TOMEPEUYHOTO CEUYCHUS
o6pasnos st TOM u COM wuccnenoBanuii. Ha gecsTh yacteil SMOKCUIHON CMOJIBI T00ABISUIH OHY
4yacTh 3aTBepauTeis. [locie TIIATeNhbHOTO MEePEeMEIINBAHUS 3aTHBAIIM, MOJYYCHHBINH AITOKCHTHBINA
KIel, B TpyOHYIO 3aroToBKy, C HaXOASIIMMHUCA BHYTPH CETMEHTAMH OKHCIEHHOW TpPYOBI.
3aTBepAeBaHUE DSIOKCHUAHOTO KIes TPOTEKaeT TMpH TMOBBIIIEHHON Temmeparype (4eM BhIIe
TEMIIEpaTypa, TEM BBINIE CKOPOCTh 3aTBepjieBaHusA). [103TOMy TpPyOHYIO 3arOoTOBKY C 3MOKCHIHBIM
KJIeeM MoMemaad Ha pasorperyio m0 temmeparypsl (100 — 120) °C mimTKy, B CHEIHAIBLHOM
KOHTEIfHepe, MJIOTHO 3aKpPHIBAIONIEM HIDKHIOI YacTh TPYOKH. DTO MpeAOoTBpalllaeT BBITEKaHHE
ATMIOKCHUIHOTO KJiest U3 TpyOHOI 3arotoBku. [Ipu Takoit Temreparype mpoiecc 3aTBepACBaHUS JUIUTCS
(2 — 3) MuUHYTHI.

[Tocne moHOTO 3aTBEpAEBaHUS SMOKCUIHOTO KIlesl Hape3aiH TPYOKy Ha TMCKU TOJIIUHON TOpPsIIKa
(300 — 500) mxm Ha cranke MiniTom ¢upmsr Struers. 3aTem, B ciiy4ae HEOOIyUYEHHOTO MaTepHala,
9TH JUCKU YTOHSUIM BPYYHYIO, MEXaHUYECKH, 10 TOMIMUHBI mopsaaka 100 MM, myTteM mmudoBaHus U
MOJIMPOBaHUS Ha abpa3uBHON OyMmare pas3IMYHOW 3€PHUCTOCTH, IIOCTETICHHO TMEPexXols OT
KPYITHO3EPHUCTOM K MeENKO3epHUCTOW. [[msi oOmydeHHBIX 00pa3IoB HCMOJIB30BAIA CIIEIUATBHBIN

JepKaTelb JUIsl MEXaHHYECKOTO MITH(OBAHKS CO MITOKOBOM MOJIOCTHIO TSI 00pasIia.
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Jlnst monmy4yeHust 00J1acTi HEO0OXOAMMOTO pa3Mepa, MPO3pavyHOu Ui JJICKTPOHOB U COXPaHCHHS
JIOCTaTOYHOM MPOYHOCTH 00pasnoB (TMepes HOHHBIM TPABJICHHEM) TPUMEHSIN MEXaHUYECKOe
YTOHEHUE JIMCKOB Ha yCTaHOBKe i nutudoBaHus ayHOK (mumriuiep) Model 200 Dimpling Grinder
dbupmer Fischione (pucynok 3.12). B ciaydae ¢ 0061y4eHHBIM 00pa3IioM, YCTAaHOBKA PacIiojiaracTcs B

[e€pYaTovYHOM, 3aIIUTHOM Ookce.

maEdoBANLHEBIH
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— : .._.__.__{/,;‘
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S
|
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Puc. 3.12. Cxema nporniecca numdoBaHust TyHKA

[Iponecc numudoBanus, BKIIOYAIOIIMN BpallieHHe o0pasiia BOKPYT NEePHEeHANKYIIIPHON K HEMY OCH,
U OJIHOBPEMEHHOE BpallleHHe HaXOJAIIErocss B KOHTAKTe ¢ 00pa3oM HUIM(OBAIBEHOTO KPyra, BOKPYT
NEePIEHINKYIISIPHON K KPYTy OCH, 00ecredrnBaeT YMEHBIICHHE TONIIMHBI 00pas3ia B €ro LEHTpe 10
HECKOJIBKUX MUKpoMeTpoB. [Ipu sToM nepudepust o0pasna coxpaHseTcsi OTHOCUTENBHO KECTKOU, UTO
CUJIbHO o0Jsieryaet paboTy ¢ 00pa3iom.

OOpaszer; 3akperuiseTcss Ha CIHELUaJbHO CKOHCTPYHMPOBAHHOM MOJUIOKKE, COCTOSIIENH M3 JBYX
yacTeil, KOTopas YIEepKMBAeTCS MarHUTOM Ha CTOJHKE. 3akpelyieHne oO0pas3la Ha TOJJIOKKE
OCYIIECTBIISICTCS IyTeM TPHUKJICHBAHUS €r0 Ha JKEJAaTWH, KOTOPBIA JIETKO PacTBOPSIETCS B Tropsiueit
BoJsie. TakuMm oOpazom, oTaeneHre oOpasiia OT MOJUI0KKH, HE MPUBOJUT K MOBPEKICHUIO 00pasiia.

[Iponecc numMdoBaHUsT MOYKHO MPOBOAMTH B OJHOM M3 JIBYX PEXKHMMOB: PEKUM HUIM(OBAHUSA HA
orpezieNieHHYI0 TI1yOuHy, 1100 peXuM HUTH(OBAHUS MO BPEMEHHU.

B wucmone3yeMoM JuMIniepe XOpOIIO KOHTPOJUPYETCS Harpy3ka, W TOJIIWHA yIAIEHHOTO
marepuana (T.e. riayouHa gyHku). OObIYHO B pe3ysbTaTe cHOpMUPOBAHHON JYHKH LEHTpasbHas
o0acTh UMeeT TONUIMHY nopsiaka 10 MKM, XOTs TOYHOCTH MpUOOpa JOCTATOYHO, YTOOBI JIeNaTh ee
MeHee | MKM, T.e. MpakTU4eCcKu npo3padnyo st TOM uccnenoBanuid.

ImndoBka MPOU3BOANUTCS TPU MOMOIIN CIIEIHATBHBIX NITH()OBAITBHBIX MOPOIIKOB U macT. Eciu
HEOO0XOIMMO CHATH OOJIBIIOE KOJUYECTBO MaTepuaia, MOKHO HCIIOJIb30BaTh MAacTy C 3€PHUCTOCTHIO

(6 — 9) mxm. MuHYyCcOM sIBISIETCSL TO, 4TO OOJblLIME 3€pHA MOTYT IIapanarh MOBEPXHOCTh oOpasna. B
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HEKOTOPBIX CITydasiX, MOXKET OKa3aThCsl BHIMTPBIIIHBIM HAYMHATH C Oosiee Meskoi macThl (3 — 6) MKM,
U nuudoBath Ha Hel 70 TomuHbl oopasia (20 — 40) MkM, a 3aTeM HCIOIb30BaTh (PUHHUIIIHYIO MACTY
(0,5-1) mMxm.

Crnenyer wWMeTh B BHIy, YTO MEXaHWYecKas NLDIM(POBKA MPU YTOHEHUH OOpa3IOB OCTaBIISCT
MOBEPXHOCTh TMOBPEXKICHHOH. [JIyOMHY TOBPEXKIECHHOTO CIIOSI TPyO0O MOXHO OIICHUTh Kak
TPEXKpaTHBIA pa3Mep 3epHa NUIM(OBAIBHOTO MOpOLIKa MM mactel (abpasuBa). Tak uro abpa3uB
pasmepoM 1 MKM co3faeT moBpexaAeHui cinoil rmyouHoi 3 MxM. [losToMy MexaHH4YecKyto INUTH(OBKY
U TIOJIUPOBKY HYKHO MIPOBOUTH, IMTOCIIEAOBATEILHO YMEHbIIAS Pa3Mep 3epHA TaK, YTOObI, BO-IIEPBbIX,
yAAISTh CJIOW, TOBPESKIACHHBIA MPEIBIIYIIMM a0pa3uBOM, H, BO-BTOPBIX, TaK, 4TOObI (DMHHUIIHAS
TONIIKMHA o0Opa3ia Oblila, o KpaiiHel Mepe, B 2 pa3a TOJIIIe, YeM pa3Mep 3epHa mocieaHero abpasusa
[91, 94].

Ha mocnemnem stane moaroToBku oOpasel] MoJBEpraeTcsi MOHHOMY TPaBIICHHIO B ycTaHoBKe lon
Mill 1010 (lon Mill 1050 mist o6myueHHBIX 00pa3ioB) Gupmbl Fischione ¢ ucronb3oBaHueM HOHOB AT,
Tak xak oOpazer mpeaBapUTEIbHO CONUTU(OBAH 0 OYeHb MaJlOW TOJIIMHBI, OJM3KOW K MPO3pavyHOI
it TOM wuccnenoBaHuii, TO MPH MOHHOM TPaBJICHHH HEOOXOAMMO yOpaTh TOJIBKO OTHOCHUTEIHHO
MaJIblii CJIOW Marepuana. IDTO CBOJUT K MHUHUMYMY BO3HHUKAIOIIUE HEOJHOPOIHOCTH IO TOJIIIMHE

oOpa3ia.

3.4. [IpoBenenue TIOM ucciie0BaHUI OKCHAHBIX MJIEHOK

TpancMuccHOHHAas 3JEKTPOHHAS MUKPOCKOIHS — O/IHA U3 CaMbIX MOIIHBIX METOJMK UCCIIEI0BaHUS
MHUKPOCTPYKTYpPbI MaTe€pHajoB, MO3BOJSIONIAS MOJyYaTh aHAJIUTUYECKYI0 HH(POPMAIUIO O COCTaBe U
KpUcTauiorpauu MaTepuanoB Ha IUIOMAAAX OT HECKOJbKUX MHKPOMETPOB 0 JECATHIX J0Jei
HaHOMETpA.

BoszneiictBue obiyueHHss Ha MaTepuall NpOsBISETCS, B MEPBYI0 OYEpPE]b, B MepepacipeleIeHUH
JIETUPYIOIINUX 3JIEMEHTOB BCJIEICTBUE HAKOIUICHHS PAJUALMOHHBIX IOBPEXAECHUN U TNPOTEKAHUIO
palualMOHHO-MHAYLIIUPOBAHHBIX  AU(PQPY3MOHHBIX TPOLECCOB, BBI3BIBAIOIIMX pachaj] TBEPHAbIX
pacTBOpOB, (a3oBble MPEBpALLEHUS, BBIIEICHHE MEIKUX paJuallMOHHO-UHAYLUUPOBAHHBIX (a3 u
o0Opa3oBaHHe AMCIOKAIMI pa3iuuHOro Tuma. Bce 3TH paanannoHHO-WHAYLUHPOBAHHBIE M3MEHEHUs
TpeOYyIOT TIIATENBHOIO aHajdM3a Uil HPOBEPKU PA3TUYHBIX MOJETeH MPOTEKaHUs MPOLECCOB MOJ
00JTy4eHHEM U IPOTHO3UPOBAHHUS AETPagallui CBOUCTB [95].

TOM uccnenoBanue ObUIO HAIllPaBJIEHO HA U3yYE€HUE MUKPOCTPYKTYpBI, (ha30BOro M XMMHYECKOIO
COCTaBOB, KPHUCTAJUIMYECKON CTPYKTYpbl U MOP(OIOrHH OKCHUIHBIX IJIEHOK W BBIJIEICHUH YacTHUIL
BTOpOW (pa3bl, C ONpEeIeNCHHEM IapaMeTpPOB PEIIETKH, BO BHEPEAKTOPHBIX U IOCIEPEAKTOPHBIX

YCIIOBUSIX.
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HccnemoBanus MPOBOIMIMCHE HA TPOCBEYHMBAIOIIEM 3JIKTPOHHOM Mukpockorne JEM-2000FXII
¢upmer JEOL npu yckopsitomem Hanpspkenun 160 kB. Mukpockon JEM-2000FXII crabxen
TOHHOMETPOM OOKOBOTO THNA M JepXKaTelsMu st ObICTpoil cMeHbl oOpasnoB (EM-SQH) ¢ yrimom
HAKJIOHA /10 145° W MO3BOJSIOUIMM IPOU3BOIUTH BpallleHHe o0pa3uoB Ha yribl go +180° mpu
OJTHOBPEMEHHOM HAKJIOHE TOHHOMETpPa Ha yribl 10 + 45° (EM-SRH10).

Jnst onpeneneHus CTPYKTYpHO-(a30BbIX mapaMeTpoB ((a3oBOro COCTOSHHS OKCHIHOW IUICHKH,
uAeHTU(UKAIMSA BbIACICHUN, CTPYKTYPHOE COCTOSIHHUE BBIACICHUNW M T.JA.) MNPUMEHSUId METObI
JIEKTPOHHOW MHKpoaudpakiuu ¢ BeiAeaeHHONW obmactu (SAD), mukpomukpoaudpakmuu ((K-M)
patterns) v aHaJIM3 U3MEHEHUS! KOHTPACTA BBIICTICHUN TIPU HAKIIOHE 00pa3ia.

BBuly METKO3EpHUCTOTO CTPOCHHUSI OKCUIHOM TUICHKH, UCCIIEIOBAHHS MPOBOAMIINCH TIPH BEICOKOM
paspellleHuy M BBICOKMX YBEIMYEeHHMsX MuKpockonma — or x100000 mo x500000 xpar. IIpumep
CTPYKTYpPbl OKCUJHOM TUICHKH, MOJYyYEHHOU TPAHCMHCCHUOHHBIM METOJOM, MPEJICTABICH Ha PUCYHKE

3.13.

X E118 PL12D 4 —
12438 168. BKV XZBBK 28na

Puc. 3.13. Muxkpoctpykrypa okcuanoi ienkn ZrO; nmpu ysenudaerun x 100000 (a) u x200000 (6)

IIpu TOM wuccnenoBaHuM Mbl HAOJIOJJaeéM MPOEKIMIO MPOCBEYMBAEMOTO 3JIEKTPOHAMM YYacTKa
o6pasua rommunoi (50 — 150) HM, coepIKaIero YacTUIbl, IPAHHIIBI 3¢PeH, TOBEPXHOCTHBIC TC(EKThI
u T. 1 [96, 97]. IlonydeHHbIe pe3yabTaThl JAIOT MPEACTABICHUE 0 MOP(HOIOTHU 3€PEHHON CTPYKTYPHI
OKCHJHOW TUIEHKH, O KPHUCTAJUIMYECKON CTPYKType M TapaMeTpax PEHIeTKHM OKCHUJIHOW IJIEHKH, O
pacnpenieieHud ¥ MOpP(OJIOTUM BBIAECTICHUNH YacTHIl BTOpoi (a3l B OKCHAHOW IuieHke. llepen
HaAyaJoM Ipoliecca HMCCIEeOBaHUS MPOBOJUTCS IOJIHAS IOCTHPOBKA 3JIEKTPOHHOTO MMKpPOCKOIA B
COOTBETCTBHUU C OTEPAIIMOHHON MHCTPYKIHEH [98].

BolsiBieHNEe TUNMHMYHBIX YYaCTKOB MHUKPOCTPYKTYPbl OKCHUIHOM IUIEHKH OCYIIECTBISIETCS IMyTEM
IPOCMOTpa BCEeW MOBEPXHOCTH 00Opasla, ¢ Mocieayromeld perucrpanueil BbIOpaHHbIX ydyacTkoB. Ha
U300paKeHHsIX aBTOMAaTHYECKU YKa3bIBa€TCsl KpaTKasi MHPOpPMalus — HOMEp HeraTuBa, yBEJIMYEHUE U
MacimTabHas JuHEeHKa (Mapkep), YCKOpSIoIIee HampsHKEHHE MHKPOCKOMA, WM BBEJACHHAS BPYYHYIO

Kpatkas uHpopmarms 06 odpasiie.
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3.5. PeHTreHocneKTpajibHbIH MUKPOAHAJIU3

AHamm3 XMMHYECKOT0 COCTaBa MATPHIIBI WM YacTHIl BTOPOH (ha3bl B MaTepuanax JaeT BaXKHYIO
UHPOPMALIMI0O O €ro CBOMCTBaX M, TaKUM OOpa3oM, SBISETCS HEOTHEMJIEMON 4YacThblO OLEHKHU
MHUKPOCTPYKTYpPbl MaTepuaiga WM MHUKPOCTPYKTYPHBIX HM3MEHEHHUH, NMPOUCXOAALIMX B MaTepuale.
AHaJIn3 XMMHUYECKOI0 COCTaBa MPeJICTaBIIsAET COOOM KaK KaueCTBEHHYIO (MIeHTH(PUKALINS HJIEMEHTOB),
TaK ¥ KOJMYECTBEHHYIO OLIEHKY (KOJMYECTBO JIEMEHTOB B aHAJIM3UPYEMOH 00JacTH B aTOMHBIX U
BECOBBIX IIPOIEHTaX). MOXXHO ONpEeAeTNTh U paACHpeieiCHUE OTACIbHBIX JJIEMEHTOB B
aHAIN3UPYyeMOil o0siacTH (KapTUpOBaHUE).

Jns  ompesneneHUs SJIEMEHTHOIO COCTaBa OKCHIHOM IUIEHKM W BbLIEJNEHUH BTOphIX (a3
MCIOJIb30BAJIM METOJI SHEPrOAMCIIEPCUOHHOIO PEHTIeHOCHEKTpadbHOro Mukpoananusa (PMA) na
anaimmzarope EDAX Genesis XM2 60, KOTOpbIM OCHAIEH TPAaHCMUCCHOHHBIA AJICKTPOHHBIN
MHUKPOCKOII.

Meton PMA ocHOBBIBaeTCsl Ha MPUHIIMIIE aHAIM3a PEHTIC€HOBCKOTO U3JIy4YEHUs, BOSHUKIIETO MpU
B3aMMOJICHCTBUM aHAIM3UPYEMOTO aToMa C JJIEKTPOHOM, YCKOPEHHBIM HampspkeHueMm. Bcenencteue
B3aUMOJICHCTBHS TPOUCXOANT BBHIOMBAHWE AIJIEKTPOHA U3 JJIEKTPOHHOW OOOJIOYKH aHAIU3UPYEMOTO
aTomMa, a OCBOOOAMBILEECS MECTO BIIOCIEICTBUHM 3aHMMAET JIPYIoM 3JEKTPOH ¢ 0ojee BBICOKOTO
HHEPreTUYECKOro YpoBHsA. Pa3HOCTb SHEprumM Mexay NepBOHAYAIbHBIM SHEPreTUYECKHUM YPOBHEM U
BHOBb 3aHSTHIM DHEPIeTHYECKUM YpPOBHEM H3IydaeTcs B (opMe KBaHTa XapaKTEPUCTUYECKOTO
PEHTTEHOBCKOTO U3ITyYCHHUS.

Ilepen HauanmoMm MNpOBEAEHUS MUKpPOAHANIM3a MPOBOIMTCSA KalIMOpPOBKA HHEPTrOAUCHEPCHOHHOTO
(ED) nerektopa mo K u L muausiM Zr. KonuuecTBeHHbIH aHaIM3 MPOBOMMIH MO mporpammam ZAF,
MThin, RTS/FLS. MW3-3a HeBbicOKOW pa3pemiaromieii crocobHocT aHaimmzatopa (133 3B),
UICHTU(PUKAIMIO AJIEMEHTOB MpoBoawM 1o K nmHusSM xenesa, 0j0Ba, KUcioponaa v mo L auHuMAM
UPKOHUSI W HHOOWSA. DIEMEHTHBIH aHaJM3 TPOBOAMUTCS B COOTBETCTBUU C OIEPAIIMOHHOMN
UHCTpyKUuen [99].

PMA ananu3 oGiydeHHBIX 00pa3IoB MOKa3bIBAET, YTO M3-32 HABEJACHHON aKTUBHOCTH IMOSIBIISETCS
napasuTHBIN CeKTp ¢ mrkaMu B paiione K-munuit Nb u Zr. [Tpu xomuuecTBeHHO# 00paboTKe CrieKTpa
C aKTUBHOTO 00pa3iia OCHOBHAsI OMIMOKa B OTPE/IeICHMH KOHIICHTPAIMK dJieMeHTOB Oy et st Nb, tak
KaK IUION[a[hb JTOrO IMUKa OT XapaKTepPHCTHYECKOrO peHTreHoBckoro um3anmyuenus ND cpaBHuma c
IUTOIIA/IBIO MTMKA OT HaBEIEHHOH akTHBHOCTU B paiione K-murmm Nb. Ins ompeneneHus KoiudecTBa
Nb, 0e3 yuera HaBeJCHHOW AKTHBHOCTH, MPOBOJMTCS HA0Op CIEKTpa B YCJIOBUSX OTCYTCTBHUS
B3aWMOJICHCTBHS DJIEKTPOHHOTO IyYKa C MaTepualioM oOpasiia, TO €CTh CHEKTp HaOupaercs ¢
oTrBepcTusi B oOpasue. [Ipy BBIMMTAHUM STOrO pe3yjbTara OT PE3yJbTaTOB OCHOBHOTO CIIEKTpa,

noxydaem coaepxkanue Nb B oOpasie.
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AHanu3 Tuiomaay Npy HU3KUX YBEJIMYEHHSX MO3BOJISCT MOIYYUTh JAaHHBIE O COCTAaBE OKCHIHOM
rwieHky. [IpoBenenue aHanu3a B TOYKE, C MCIOJIB30BAaHHEM MHUHHMAJIBHOTO pa3Mepa 3JIEKTPOHHOTO
30Hma ~ 10 HM, JaeT BO3MOXKHOCTH OMPEACIUTh COCTaB MATPHUIlBI U BBIIEICHHA BTOpPHIX (a3,
NPUCYTCTBYIOIIMX B OKCHHOMH 1uteHKe. biaarogaps ananusy npu TOM nccnenoBanuu o0pasna, MOKHO
JOOUTHCSI BBICOKOTO IPOCTPAHCTBEHHOTO pa3pemlieHus, Oiarogaps 4eMy MOXKHO OINpPEIeNIUTh COCTaB
JOCTAaTOYHO TOHKUX BBIACNEHWH. Yem ToHbIIE HCcclenyeMblii  oOpasem, TeM  JIydIIero
IPOCTPAHCTBEHHOTO Pa3peIIeHUs] MOKHO 100UThCs. OHAKO HETOCTaTKOM TOHKHX 00pa3lioB SBISETCS
OoJiee HU3Kas MHTEHCUBHOCTh CUTHAJIA M CJIEAYIOIIee U3 3TOT0 MEHBIIIEE OT/ACIECHHE CUTHAIA OT IIyMa
[0 CpaBHEHUIO C MacCUBHBIMH oOpasmamu. B pe3ynbrate Ha TOHKOM o00pas3ine HEBO3MOXHO
OTIPENIeNIUTh OYEHb HU3KYIO KOHIEHTPAIMIO OTACIBHBIX DJIEMEHTOB, KaK B CIIydae C MAacCCHBHBIMHU
obpasiamu [95-97].

[Tpu moBTOpsieMBIX MHOTO Pa3 aHanu3ax ObLIO OOHAPYKEHO, YTO OIMIMOKA U3MEPEHHS HAXOIUTCS B
npepenax 30, TIe © — CpeAHee KBaJApaTUYHOE OTKIOHEHHE YCTAHOBJIICHUS KOHIICGHTpAlUU
XUMHUYECKOro aeMenTa (Macc. %). [lapameTp ¢ Beerzia aBTOMaTHYECKU YUUTHIBAETCSI aHAJIM3aTOPOM U

MMPUBOJUTCA B KaXXJIOM aHAJIM3C AJId BCEX AaHAIIM3UPYCMBIX 3JICMCHTOB.

3.6. MeTonnka 00padoTKH pe3y1bTaTOB

O06paboTKy pe3yJlbTaTOB  AJIEKTPOHHO-MUKPOCKOIIUYECKUX HWCCICIOBAHMM TMPOBOAWINA  TIO
cTaHaapTHEIM MeToaukam [80-83, 85, 96, 97].

Onpedenenue cpeonezo pasmepa 3epen. Pa3mep 3epeH ONpeleNsuid MO0 METOAY CEeKYIIHX,
MOJICUNTBIBAsE KOJIMYECTBO MEPECEUCHUN IPAaHUI] 3€pEH C JIMHUAMM CEKYIUX Ha ONpPEIeIeHHON UIHHE.
Cexky1ye NpoBOAWIN B3aMMHO MEPIEHAUKYISIPHO OCHOBHBIM HAIIPaBIIEHUSIM OPUEHTUPOBKH 3€PEH.

Onpedenenue KOHYyewmpayuu nop 6 OKCUOHOU nieHke. KOHIIGHTpAlMI0O MHUKPO- W HAHONOP B
pa3IMYHBIX y4YacTKaxX OKCHIHOM IUIEHKE 10 €€ TOJIIMHE ONpEACISUIA IyTeM MPSMOTro TOJcUeTa MX
KOJIMYECTBA HAa MHUKPOHM300paKEHMSX, CHATHIX mnpu yBenumueHusx (x100000 — x200000) kpar.
KonnyecTBeHHBIH pacueT NpoBOAUIH 10 (hopmyIe:

N-M?
St

p= (), (3.2)

rae N — KoIm4ecTBO Mmop B HCCIETyEMOM YUaCTKE;
S — mTomta b W306paKeHNs, M> (HanmpuMep, 5 cM X 8 cm = 5x1072 x 8x1072 M?);
M — yBenuuenue Ha u306paxkenun (Hanpumep, 100x10°%);
t — TommMHA HccaeayeMoro o6pasia, M (Hampumep, 1500 A = 150x10°m = 1,5 x107 m).
Hamnpumep, mojcueT MUKpOIIOp B OKCHIHOW IUIEHKE, 0OOpa30BaHHON Ha MOBEPXHOCTH OOOJOUYKH

TB3JIa U3 CcIulaBa D635, Ha pacCTOSIHUU | MKM OT IpaHUIIbl pa3fena «METaI-OKCHU I, TOKa3bIBAET, YTO
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MX KoHIeHTparms Oyzaer pasHa 0,4x10%° M3, TTorpentHocTs B ONpe/eeHNN KOHIIEHTPAIMH MEKPOIIOP
C Y4eTOM OIIMOKH B U3MEPEHUH TOJILIMHBI HCClIeayeMoro oopasua gocturaet 20%.

Onpedenenue moawunsl ucciedyemozo oopazya. MeToaom, MO3BOJISIOUIMM IONyYUTh Haubosee
TOYHOE 3HAUEHWE TOJIIMHBI MCCIEIyeMOro yuacTka oOpasma, sBisercs MeTol Audpaxiuuu
aneKTpoHOB B cxozsuiemcs nydke (CBED), ocHoBaHHBI Ha M3MEpPEHUH IOJOKEHHH MHHHMYMOB
MHTEHCUBHOCTEH B MU(parupoBaHHBIX My4yKax 3JeKTpoHOB [82]. B sTtoMm ciywae nudpaxipoHHOE
ISTHO Pa3MbIBAeTCS B JMCK, HA KOTOPOM OyJIIeT MPOSBISATHCS TOHKAsl CTPYKTypa Au(parupoBaHHOTO
nyuyka. CbeMKy NPOBOAST IIPU ABYXJIyUYEBOM IPUOIMKEHUH.

[Ipy nMHAMMYECKMX YCIOBMSIX JU(PPAKUMU U IpPU YydeTe AHOMAJIBHOIO IIOIJIOLICHMS, YTO

peanu3yercsi B OTHOCUTENBHO TOJICTBIX KPUCTAIIIAX, TOJIIMHA 00pa3ia onpeaensercs mo Gopmyie:
1

=2y 2@ @)

rne t — TonmHa obpasia, HM;
d — MEXKIUIOCKOCTHOE PACcCTOSHHE, HM;
A — AIHA BOJIHBI QJIEKTPOHOB, HM,;
R1, Rz, R3 — paccrosiHus OT T71aBHOTO MakcMMyMa AU(parupoBaHHOTO MTyYKa JI0 TPEX MUHHUMYMOB
WHTEHCUBHOCTH, CIEIYIONINX OJUH 3a JIPYTUM;
R — paccTosiHue MeX Iy MPSMBIM U TU(PPATHPOBAHHBIM ITyYKOM.
Bennuunsl Ri, Rz, R3, R MoXHO M3MepsATh B JHOOBIX YAOOHBIX €JMHMIAX, HE3aBUCUMO OT

YBEUYCHHs] MUKPOIU(PPAKIIUOHHON KapTUHBI (PUCYHOK 3.14).

Tnaeraa gudpaKiHOHHAA THHHA

R3
Rz '
R

R

Puc. 3.14. CxemaTuueckuii BUJ 3JIEKTPOHOIPAMMBI IIPU IUHAMHYECKUX YCIOBUAX TUPPAKIIUU
B cinyuae kuHEMaTH4YecKOro NpHOIMKEHHsI, KOTJla aHOMAaJbHOE IOTIJIOIIEHHE OTCYTCTBYET, UYTO
peanu3yeTcs A TOHKUX Y4acTKOB, TOJIIIMHA 00pasiia OyieT paBHa:

__Rd?
" ARA

(3.3)

rae AR — paccrosiHue Mexay IBYyMsl COCEIHUMU MHUHUMyMaMH B paclpelesieHUd WHTEHCHUBHOCTU

T parupoBaHHOTO MyYKa, a OCTaJIbHbIe 0003HAYEHUS PUBECHBI BBIILIE.
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TouHOCTh oOmpeneneHus TOJIIMHBI 00pa3lia 3aBUCUT, B OCHOBHOM, OT TOYHOCTH HW3MEPCHHI

BenmunH AR u R (pucynok 3.15).

Inaenas gudparunonsas AHHHA

AR

R

Puc. 3.15. Cxematuueckuil BUJ 3JEKTPOHOTPAMMbI IPU KUHEMATUYECKUX YCIOBUAX TUdpaKunuu

Hoenmughuxayus ¢az. B mporecce pocrta OKCHIHOW IUICHKH IMPOUCXOAUT (OPMHUPOBAHHE H
Tparcopmarms pazmuHbix (a3, g waeHTHdukanum ($a3oBOro CocraBa OKCHUIHOW IUICHKU
IPOBOJST ONPEIEIIEHNE TUMA KPUCTAIUIMUYECKOM pPELIeTKH, €€ MapaMeTpOB U 3JEMEHTHOI'O COCTaBa.
OaHuM M3 METOAOB OMpeeNieHUs TUIA PEHIeTKH U ee MapaMeTpoB SIBISETCS MeToi Iudpakuuu
3JIEKTPOHOB, OCHOBAHHBIN Ha MOTYYEHUH, paciIu(PpOBKU U HHIAUIMPOBAHUH eKTpoHorpamm [80, 83,
97].

[Tonoxxenne audpakiiMOHHOTO peduiekca Ha dJIEeKTpoHOTpaMMe (i TIOCKOCTEM ¢ pacCTOSHHEM
dhk) ompenensaeTcst COOTHOIICHUEM:

AL

R=/
dhkl’

(3.4)

rae R — paccTosiHUE OT LEHTPAJIBHOTO ISITHA;
A — JUIMHA BOJIHBI 2JIEKTPOHOB;
L — paccrostHue oT o0pa3ua A0 3KpaHa UK IUTACTUHKH.

Bennuuny AL 00bIYHO MCHONB3YIOT KaK JU(PPAKIMOHHYIO NMOCTOSIHHYI MHKpockomna C. 3HaueHue
C onpenensercs SKCIIEPUMEHTAIBHO MO CTaHAAPTHBIM 00pasnam.

B caywae, korga M3BECTHO BEWIECTBO, OT KOTOPOrO IIOJYy4aeTcsl 3JIEKTPOHOrpamma,
UJCHTU(HUKAIMS CBOAUTCS K TOMY, UTOOBI ONPEAETUTh MHICKCHI KaXI0T0 y3J71a 00paTHOH pemieTku. B
JIOTIOJTHEHUE K KaJTMOPOBOYHOW 3JEKTPOHOTpaMMe (OT CTAHAAPTHOTO BEIIECTBA) TpeOyeTcs TOJIBKO
TaOJINIIa COOTBETCTBYIOIIMX MEXIIOCKOCTHBIX PACCTOSHHM Ohki, UISI CONOCTABICHUSI C PACUCTHBIMH
JTAHHBIMHU.

Jlyia TeTparoHajabHOW M MOHOKJIMHHON KPHUCTANIMYECKUX CUCTEM, MEXKIUIOCKOCTHBIE PACCTOSHUSA
(tabmmna 3.1) ans mnockoctei (h K 1) Beipaxkarorcst uepe3 mapameTpsl pemeTok (8, b, €) u yrisr Mmexay

HUMHU () creayromuM o0pa3om:
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11, K 1,5, 1, I? 2hl cos B
(MoHOKIMHHEA) dz a2 (sinz ﬁ) + b2 k” + c2 (sinz ﬁ) acsin B (3.5)
1 _12 2y 4 12
(TeTparoHaibHas) 2= 2 (h" + k) + z [ 36)
Tabnuna 3.1 — MeXII0CKOCTHBIC paccTosiHus st a3 okcuaa iupkonwust [81, 100]
daza okcuaHON IUICHKHA Unnekc hkl MeXIIOCKOCTHOE PacCTOSIHUE, HM
001 0527
010 0511
M . 100 0,507
OHOKJIMHHAS: 011 0.367
a=0,507 um,
101 0,365
b=0,511 am,
_ 110 0,360
¢ =0,527 uMm,
B =99,2° 111 0,285
’ 002 0,263
020 0,256
200 0,254
daza OKCHIHOM TIICHKU Wunexc hkl MEXIUIOCKOCTHOE PACCTOSHUE, HM
101 0,298
002 0,263
110 0,256
T . 112 0,183
eTparoHajbHas: 200 0.181
a=0,362 um,
C= 0526 M 103 0,158
’ ’ 211 0,155
202 0,149
004 0,132
220 0,128

DNEeKTPOHOTPaMMBbI, COOTBETCTBYIOIIME MOHOKIMHHOW U TeTparoHanbHOW (hazaM OKCHUIHON
TUICHKH, MPEACTABICHBI Ha puUcyHKe 3.16. TeTparoHanpHas COCTaBISAIONIAs OKCHIHON TUICHKH HMEET
YIIBTPAMENIKO3EPHUCTYIO CTPYKTYpPY, B pe3yibTare uero, pedeKkchl Ha AJIEKTPOHOIpaMMe 00pa3yroT

CUCTEMY KOHIIEHTpUYECKHUX KoJjell (prucyHok 3.16a).

a) 0)

Puc. 3.16. DnekTpoHOrpaMMa TeTparoHanbHOM (a) 1 MOHOKJIMHHOH (0) dassr ZrO;
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Jlnst ompeneneHUs: COCTOSIHUSI BBIZICIICHHM YacTWIl BTOPOH (Da3bl, HAXOMSIIMXCA B OKCHIHOMN
IUICHKE, ObUI MPUMEHEH METOJ MHUKPOMUKPOAH(DPAKIIMOHHOTO aHalu3a, a TaKKe METOJ[ aHaiu3a
KOHTpACTa BBIJICIICHUI MTPH HAKIIOHE 00pasiia.

Ha nsnektpoHOorpaMMax MOJIY4YEHHBIX MPU MHUKPOMHUKPOAU(PPAKIIMOHHOM aHajau3e aMop(HBIX
YacTUIl MNPHUCYTCTBYIOT TOJNbKO JAU(Qy3HBIE KONBIA, a OT YacTUIl, COXPAaHUBIIUX CBOE
KPHUCTAJUIMYECKOE CTPOCHHUE, Ha AIEKTPOHOTPAMME MPUCYTCTBYIOT peduiekces (prucyHok 3.17).

MeTtoj aHanmM3a KOHTpAcTa MpU HAKJIOHE o0Opasla 3aKIi0YacTcs B CPABHEHHUH JBYX H300paKEHUH,
MOJIyYEHHBIX C OJHOIO0 MeECTa, MPHU Pa3IUYHbIX yIiaX HakJIOHAa roHuomeTpa. Kpucramimueckue
BbIIeTICHUs] OyAyT MEHSTh CBOM KOHTpAacT NMpH HakjiIoHE oOpas3la, BBUAY HM3MEHEHHUS OTPaXAroIIMX
TUIOCKOCTEH KPUCTAUTMYECKONW pemeTKd. AMOPQHBIC BBIICICHHS CBOH KOHTPACT HE MEHSIOT TpHU

HaKJIOHE 00pasiia, n3-3a OTCYTCTBHSI JAJIbHETO MOPS/IKA B PACIIOIOKEHUH aTOMOB (pUCYHOK 3.18).

Puc. 3.17. AMOp(l)Ha}I U KpUCTAJJIMYECKAd YaCTUIbI B OKCHHHOﬁ IIJICHKE U COOTBCTCTBYIOIINEC UM

MUKPOMHUKPOAH(PPAKITHOHHBIE KAPTHHBI

Puc 3.18. OTcyTcTBHE N3MEHEHUST KOHTPACTA YACTHUIIBI BTOPOH (ha3wl MPH HAKIIOHE 00pasia: yrou

Hakiona 0° (a) u 10° (0)
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3.7. BeiBoasl 1o riaase 3

1. PaszpabGoransl u BHeapensl B nmpaktuky AO «BHUMHM» u AO «'HL HUMAP» meroauku
IOJATOTOBKM OOpPAa3l0B OKCHJHBIX IUIEHOK B IPOAOJIBHOM M IIONEPEYHOM HAIPABICHUAX JUIS
npoBeseHuss TOM wuccnenoBaHuil, mociie aBTOKJIABHBIX MCIBITAHUM M 3KCIUIyaTallkd B pPEaKToOpe
BB3SP-1000.

2. Pazpabotansl u BHeapeHsl B pakTuky AO « BHUMHM» u AO «I'HLl HUMAP» ananutuyeckue
METO/BI UCCIIEIOBAHUN CTPYKTYpPHO-()Aa30BOI0 COCTOSHUS U 3JIEMEHTHOTO COCTaBa OKCHIHBIX IJICHOK
BO BHEPEAKTOPHBIX YCIOBHSX M IOCIE HEHTPOHHOTO OOJYYEHMS: TPAHCMMCCHUOHHAS 3JIEKTPOHHAs
MHUKPOCKOINHUSA, 3JIEKTPOHHAsT MUKPOIUGPAKLINSA, PEHTI€HOCIEKTPAIbHBI 3HEProJuCIepCHOHHBIN
MUKpOAHAJIU3.

3. Pa3zpaboTaHHble METO/ABI MOATOTOBKH U 3JIEKTPOHHO-MHKPOCKOIMUYECKOIO aHaln3a MO3BOJIAIOT
IPOBOJUTH JieTalbHbIE, IOCIONHBIE UCCIIEN0BaHUS MOP(OIOTHH, CTPYKTYPHO-(a30BOro COCTOSHUS U
3JIEMEHTHOTO COCTaBa OKCHJHBIX IUIGHOK IO BCEM MX TOJIIMHE, HAauWHas OT TpaHMIbI pasjena

CMETAJI-OKCHUI» U 3aKaH4YHBas BHCIITHEH MMOBCPXHOCTBIO.
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4. CTpyKTypHO-()a30BO€ COCTOSIHHE OKCHIHBIX IUIEHOK, 00pPa30BAHHBIX HA TOBEPXHOCTH

000J1049€K TBIJI0B U3 cIIaBoB 110 1 D635 nocjie aBTOKJIABHBLIX HCIBITAHUN

4.1. CtpykTypHO-(pa30oBoe COCTOSIHHE OKCUAHBIX IUIEHOK, 00Pa30BAHHBIX HA NMOBEPXHOCTH
000J104€K TBJIOB M3 criaBa 110

[To pe3ynbpTaraM aBTOKJIABHBIX MCHBITAHUNA 000J0YEK TB3JI0B U3 cuiaBa D110 B geaspupoBaHHON
Bosne mpu temmeparype 360 °C u naBnenun 18,6 MIla B Teuenne 300 m 600 cyTok, ToNIMHA
00pa3oBaHHBIX OKCHAHBIX IUICHOK He mpeBblmana 4,5 m 7,5 MKM COOTBETCTBEHHO. KuHeTmka
OKHCJICHUS ITPU 3TOM, COOTBETCTBYET MapadoInYecKOMYy 3aKOHY (PUCYHOK 2.10).

[IpoBereHHOE  AIIEKTPOHHO-MUKPOCKONMYECKOE  HMCCIEIOBAaHME  BBIIBIWIIO  HAJM4YUE  JIBYX
CTPYKTYPHBIX COCTABJISIOIIMX OKCUJIHOM IUIEHKH BOJIM3U IpaHULIbI pa3jesna «MeTami-okeuay. OaHa u3
HUX HaxOAMTCA B  HEMNOCPEACTBEHHOM OJIM30CTM K IIOBEPXHOCTM MeTaula M HMMeeT
yIbTPAMEIKO3EPHUCTYI0 PAaBHOOCHYHO CTPYKTypy. Pasmep 3epna cocraBiser (5 — 10) uwm.
MuxkpoaudpakiiMOHHBIE HCCIEIO0BAHUS CTPYKTYpPbI IMOKa3ald, 4TO 3Ta cocTaBisitomas ¢asel ZrO:
apnsercs TerparoHampHo M umeer OLT pemerky (pucynok 4.1). Ilapamerpsl pemierku
TeTparoHansHoi (aszel ZrO2 umerot 3nayenus: a = 0,36 um, ¢ = 0,53 um, c/a = 1,45.

Hons terparoHanbHO ¢a3el ZrO2 B OKCUAHOM IJIEHKE 3HAYMTENIbHO CHHMKACTCS C YBEIMUYCHHEM
paccTosiHUS OT TPAaHMIBI pa3fesia «METAUI-OKCHI» K BHENIHEH MOBEPXHOCTH OKCHIHOW IIJICHKH.
TerparonanpHON (azel ZrOQ» MpaKTHYECKN HE HAOIIOMACTCS HA PACCTOSIHUSX, TPEBBIIAIOIMNX 1 MKM

OT I'paHULBI pas3aciia «KMCTAJUI-OKCUD).

e B
g

33BSELC
X2B8K

Puc. 4.1. MukpocTpyKTypa OKCUIHOM TUICHKH BOJIM3U TPAHUIIBI Pa3fieiia «METaI-OKCH I
a) a-Zr (asa, Ha KOTOPOU pacrnojioxeHa TerparonaibHas (asza ZrOz; 0) BeiaencHue yactuibl f-Nb B

TeTparoHanbHOU (aze ZrO2; B) mepexo]l OT TETParoHaIbHON K MOHOKIMHHOM (haze ZrO2
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Btopass (oCHOBHasl) CTPYKTypHas COCTABIISIONIAS OKCHJIHOM IUICHKH TMPEACTABISAET CO00it
MOHOKJIMHHYIO Mojudukammio ¢a3zpl  ZrOz, 4YTO MOATBEPKAACTCS MHUKPOAU(PPAKITMOHHBIMU
uccIeoBaHUsIME (PUCYHOK 4.2). AHanmu3 U 00pabOTKa MOTYYCHHBIX IEKTPOHOTPAMM MOKA3aIH, YTO
napameTpbl peuieTKH MOHOKIMHHOW Moaudukanuu (a3el ZrOz nMeroT 3HavueHus: a = 0,51 uM, b =
0,51 aMm, ¢ = 0,53 am, c/a=1,04.

Mopdonorust 3epeH MOHOKIMHHON MOIU(UKAIIMH OKCUIHOHN IJICHKH UMEET CTOJI0YaToe CTPOCHHE
(pucynok 4.2a). Poct 3THX 3€peH OpPUEHTHPOBAH B HAIpPAaBICHUM I[EPHEHAMUKYJISIPHOM TIpaHULE
paznmena «Metaui-okcuay [22, 28-31]. ITlomepeuHslid pa3mep CTOJOYATHIX 3€peH MOHOKIMHHOUW
MOIUGHUKAIIME OKCHAA IHUPKOHMs cocraBiser mopsaka (20 — 60) M, 9TO 3HAYMUTEIBLHO OOJBIIE
pasMepa 3epeH TeTparoHaIbHOUM (a3bl. MOHOKIMHHAS U TeTparoHaibHasi cocTaBisromme (aser ZrO»

UMEIOT OJIM3KUE MEKIUIOCKOCTHBIC paccTostaus [22, 27, 81, 101].
g R B . il

2Bna

28 H=4,5
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XBBK 18Bnm 12260 168 BKU X4BBK  28nm

Puc. 4.2. MukpoctpykTypa MOHOKIHMHHOM ¢a3bl ZrOz2: a) MpoJ0JIbHOE CEYEHHUE CTOI0UAThIX 3€PEH;
0), B) IOTIEPEYHOE CEUCHHE CTOIOUATHIX 3EPEH

ITo mMepe ymaneHHsl OT TpaHMIBI pasjelia «METAI-OKCUI» K BHEUIHEH MOBEPXHOCTH OKCHIAHOM
IUIEHKU (C YBEJIMYEHHEM BPEMEHHU OKMCJICHHUS1) OCHOBHOM CTPYKTYpPHOW COCTaBIISIONIEH CTAaHOBUTCS €€
MOHOKJIMHHAs Moaudukanusa. TerparoHanbHOM cocraBisomed ¢a3zpl ZrO2 MNpakTUYECKH He
HaOmogaetcs (pucyHok 4.3). [IpucyTcTBue TeTparoHajabHOM COCTABIISIONIEH B PA3IUYHBIX YYaCTKAX
0 TOJIIMHE OKCUIAHOM IUIEHKH, BO3MOXHO B BHJIE OT/AEIBHBIX 3€PEH.

Kakx ormeuaercs B [22, 28-31, 37-43, 58, 61] menkue, paBHOOCHBIE 3epHA TETPAaroHAIbHOU (a3bl
ZrO2, CTa0MIM3UPOBAaHHBIE BBICOKUMH CKUMAIOIIMMHU HANpSHKCHUSIMH B OKCHIHOW IUICHKE, C
YBEITMYCHUEM BPEMEHH OKHCIICHHS MPHOOPETAIOT CTONOYATOE CTPOCHHE C TPaHC(HOPMHUPOBAHHEM B
MOHOKIMHHYIO (a3y. HeOonbuive OTKIOHEHUS OT COOCHOCTH B POCTE CTOJOYATBIX 3epeH
MOHOKJIMHHOW (a3pl ZrO2 NPUBOJAT K BO3HUKHOBEHHUIO YYAaCTKOB C HANpsDKEHHBIM COCTOSHHEM. B

9TUX Y4aCTKaX MOXET CTa0MIN3UPOBATHCS TeTparoHaibHas (pa3a OKCUIHON MJICHKH.
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Puc. 4.3. Cxemarnyeckoe n300paxeHne CTPYKTYpbl OKCUIHOM TUICHKA

HccnenoBanue MNpUIIETalONIMX K IOBEPXHOCTH MeTaljla CJIOE€B OKCHIHOM IJIEHKH METO/I0M
3JIEKTPOHHON AU(PAKIMK TOKA3aj0, YTO 3TH YYAaCTKH HMMEIOT SIBHO BBIPAXEHHYIO TEKCTYpy. OTO
CBUJIETEJILCTBYET O IMPEUMYIIECTBEHHOM HAIpPAaBJIE€HUU POCTA KPUCTAIIIMTOB OKCUIHOW IUIEHKH, B
pe3yipTare 4ero oHa mnpuoOperaer cronduaroe crpoeHne. Ha siiekTpoHOrpaMMe MpOSBISIOTCS
pediexcsl B BUJE OTAEIBHBIX IYT, YTO CBUAETENBCTBYET O HEKOTOPOM PACCESTHUH TEKCTYpPhI (PUCYHOK
4.4) [22, 80, 83, 85, 101]. IlpocmaTpuBaeTcs KapTHHA, IMOBTOPSIOIIAS 3€PEHHYIO CTPYKTYpPY
OCHOBHOTO Matepuana. Tak, menkue 3epHa ZrOz, pacrojIo’K€HHBIE B IIpe/iesiaXx OAHOI0 3epHa MeTallja,
UMEIOT OJIM3KYIO OpHEHTAIMIo0, T. €. 0ojiee COBEpIICHHYI0 TeKcTypy. Pazmep obmacreit ¢ Omu3koit
KpHUCTaiorpau4eckoil OpUeHTHUPOBKON COCTABISET OKOJO 3 MKM, YTO COOTBETCTBYET CpPEAHEMY
pasMmepy 3epHa B MeTayljie. JTO CBUJAETENIBCTBYET 00 SMHUTAKCHAIBHOM POCTE OKCHAHOM IUIEHKH BO

BPEMA OKHCIICHUA.

Puc. 4.4. Cioit okcu1HOM MJIEHKY, IPUIIETAIOUINH K TOBEPXHOCTH METaJlIa M 3JIEKTPOHOIrpamMmma ¢

nyrooOpa3HbpIMU pediekcaMu U pedekcaMmu OT o-ZI MaTPHUIIbI
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Kpome pe3ynbTaToB 35IeKTPOHHOM AM(PAKIMN TPUTIOBEPXHOCTHBIX CJIOEB OKCHUAHOHM IUICHKH, OBLTO
IIPOBEJICHO €€ HCCIIENOBAHUE B PEXMME TEMHOro Mojs. M3 pe3ysibTaToB 3TOr0 MCCIEAOBAaHUS BHIHA
NPEUMYIIECTBEHHAs OPHEHTUPOBKA KPUCTALIUTOB ZrO2 B mpenenax mHUpoKon obmactu (pucyHok 4.5),

KOTOpasi CBsi3aHa C OPUEHTUPOBKOM 3€pPEH OCHOBHOT'O MaTepHaIa.

TATN DX ,
168.BKU  X28BK

Puc. 4.5. CeetnononbsHoe (2) ¥ TEMHOIOJIbHOE (0) M300paykKeHUE MPUTIOBEPXHOCTHOTO cJiost Zr0>

4.2. Knneruka n3menenusi Mopgosaoruu 4actun -Nb B OKCHAHBIX IVIEHKAaX, 00pa30BaHHBIX
HA MOBEPXHOCTH 000/104€K TBIJ10B U3 ciuiasa 110

DIEKTPOHHO-MHUKPOCKOTIMUECKHE HCCIICIOBAHUS MTOKA3aJH, YTO B OKCHUIHOW IUICHKE, HaXOsIIencs
BOJIM3M TPAHMIIBI pasjieia «METaI-OKCHI» MPUCYTCTBYIOT BhiAeaeHus yactui B-Nb umerorme OLIK
pemietky ¢ mapamerpomM a = 0,33 HM. DTH 4YacTUIBl TNEPEXOISIT B OKCHIHYH IUICHKY U3
METATMYECKONH MAaTPHIIBI B TIPOIIECCE KOPPO3UU OO0OJIOUYKH 32 CUET MPOIABMKCHUS (POHTA OKUCIICHUS
U pOCTa OKCHJIa B METAUITMYECKYIO0 MAaTpHIly. COCTaB 3TUX YACTHUIl MPAKTUYECKH HE OTIUYACTCS OT
coctaBa yactuil f-Nb B meranmmnueckoit marpuiie: (80 — 90) ar.% Nb + (20 — 10) ar.% Zr.

[To mepe yBenmuveHUs: BPEMEHHM OKHCIICHHS HAOIOJAeTCs MPOollecC amMopdu3aiuy BbIACICHHNA
qacTul] BTopod (a3el B OkcuAHOH TuteHKe. OJHOBPEMEHHO C ATHM TPOUCXOAWT W3MEHEHHE WX
9JIEMEHTHOTO cocTaBa: HaOmomaercs obemnenue vactuil B-ND mo HHOOHIO M OJHOBPEMEHHOE HX
oboramenne 1o kuciopony (pucyHok 4.6). IlogoOHbIe pe3ynbTaThl MOJHOCTHIO COTJACYIOTCS C
U3BECTHBIMU B MHpOBOW mpaktuke [28-31, 37, 38, 44, 47-51] skcnepruMeHTaIbHBIMU JTaHHBIMH,

MOJTyY€HHBIMH Ha 3apyOeKHBIX IMPKOHUEBBIX CIIJIaBaX.
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Nb

X E110 PL12D 4.5M —
400 800 1200 16.00 ] BV X200k 20

Puc. 4.6. PeHTreHOBCKUiT SHEPro M CIIepCHOHHBIN crieKTp YacTuibl B-ND B okcuaHoM mieHke

Ha pucynke 4.7 mokaszaHa sBoutonusi BbineneHuit dactun B-Nb pacronoxeHHBIX B OKCHAHON
IUIGHKE Ha Pa3IMYHOM YJaJeHUM OT TPAaHUIBl pasjelia «MeTaul-OKCHI». Bce BblIeneHus yacTul
BTOpPOi1 (pa3bl, pacronoKeHHbIC B OKCUHOM uieHKe Ha paccrosiauu 10 (400 — 500) HM OT rpaHHMIIbI
pazzena «MeTajI-OKCHI» UMEIOT KpucTtauinueckyto cTpykTypy ¢ OLIK pemerkoit. Ilpu ynanenuun ot
IpaHUIBl pa3lieNa «METaI-OKCHUI» HauyMHaeTcs Ipouecc amopduszauuu nepudepuiHod wyactu
BBIJICJIEHUI, 4YTO MOJTBEPXKAAeTCs pe3yibTaTaMM MHUKPOMHUKpoAM(pakiMoHHOro aHanu3a. Ha
AJIEKTPOHOTPaMMe OT LIEHTPAJIbHON YacTH YacTULbl MPUCYTCTBYIOT peQuieKchl, a OT nepudepuitHoin
yactu auddy3nbie kobia (pucyHok 4.76). [Ipu 1oCTHKEHUH TOJIIMHBI OKCHAHON TuteHku (1200 —
1500) uwm, Bce Bbmenenust wactul -Nb mepexomst B amopdHOe cocTosHME. DTO BBISBICHO B
pe3yJbTaTe aHaJlu3a UX KOHTPACTa MPH HaKJIOHE 00pa3ia (HeT U3MEHEHUs! KOHTpacTa Ipu HaKJIOHE), a
TaKXe ¢ TOMOIIbI0 MUKPOMUKPOIU(PAKIIMOHHOTO aHAIIN3A.

Takum o6pazom, nuddys3ust Kuciopoa yepes3 rpaHully pasjiena «OKCHA-BBIICICHNE) MPUBOIANT K
obemHennto uvactuil [-ND 1m0 HHMOOMIO W HApYIICHUIO JANBHEr0 MOPSJIKa CTPYKTYPBI, YTO
CIOCOOCTBYET MX Mocieyromel amopduzannu. AMopdHsie BoieneHus yactun B-Nb nabmronarores
10 BCEHl TOJNIIIMHE OKCUHOH MJICHKH, BIUIOTH JI0 €€ BHEUIHEW MOBEPXHOCTH.

DNIEeKTPOHHO-MUKPOCKOTIMYECKHE WCCIEIOBAHHUS CTPYKTYPBl OKCHIHBIX IUICHOK B Pa3IMYHBIX
CEUEHHSIX 0 WX TOJIIUHE, HaYMHAs OT TPaHUIIBl pa3jieia «METaUT-OKCUI» W 3aKaHYMBas BHEIIHEH
MOBEPXHOCTBIO, MOKAa3aJld, YTO OKCHAHbIE IJICHKH MPAKTUYECKH HE COACPKUT JePEeKTOB B BHJE
MHUKPONOp U MUKpOTpeInH. OKCHIHBIE TUIEHKH, 00pa30BaHHbIE HA TTOBEPXHOCTH 000JI0YEK TBAJIOB U3

cmiasa D110, SBIAIOTCSA IIIOTHEIMM M 00J1aal0T BEICOKMMHU 3alllUTHBIMU CBOMCTBAMH.
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Puc. 4.7. Kuneruka usmerenus gactuil f-ND B OKCHIHO# IJIEHKE: a) KpUCTa/UINYeCKast YacTHUIla,

0) Hauaso npoiecca amopdu3anuy YaCTUIII; B) aMOp(dHAas YacTUIa

4.3. CTpyKTYypHO-(pa30BO€ COCTOSIHME OKCHUAHBIX IUIEHOK, O0pPa30BAaHHBLIX HA MOBEPXHOCTH
000J104€K TB3JIOB M3 cIIaBa J635

Kunetuka okucneHus 000J04YKM TBIJIA U3 CIUIaBa D635 B 1eadpupoBaHHON BOJE MIPU TeMIIEpaType
360 °C u masnennu 18,6 MIla B Teuenne 300 cyTok mpezacraBieHa Ha pucyHke 2.la. M3 pucynka
BHJIHO, YTO TOCJIE€ BpeMeHU okucieHus ~ 150 cyTok Habmo1aeTcs nmepexoi OT OJHOTO CIIOS OKCUTHOM
IUIGHKH C TapabolIMYecKuM 3aKOHOM pocTa K JpyroMy, C COXpaHEHHEM MapabdoaudecKon
3aKOHOMEPHOCTH. MakcuManbHasi TONIIMHA OKCUAHOHN MJIEHKH Ha MOBEPXHOCTU O00OJIOYKU TBAJIA MPU
3TOM cocTaBnsgeT 5,2 MkM. OOpa3oBaBmIasicss 3a BpeMsi OKMCIICHUS IJICHKA SBISUIACh IJIOTHOM, 0e3
IIPU3HAKOB OTCIOCHUM.

[Ipu npoBeeHNN aBTOKJIABHBIX UCIBITAHUN 000JIOUKH TBAJIA U3 ciyiaBa D635 B Teuenue 600 cyTok
OpU TEX € YCIOBUAX OKUCICHHS, HaONoIaeTcss oOpa3oBaHHME TpPEX SBHO BBIPAKECHHBIX CIOEB,
COOTBETCTBYIOIIUX MapabOINYeCKOMy 3aKOHY OKHCICHUS U pocTa OKcuAHOW TuieHkH. [locie atoro
HACTymaeT cTaausi, OMu3Kas K JIMHEWHOW CTaJuu POCTa OKCHUIHOW TUIeHKH (pucyHOK 2.1a). TommmHa
00pa3oBaBIIeCsS OKCUIHOW TIEHKH TpH 3ToM coctasisier 11,1 Mkm. OgHako HaOmomaeMas CTaaus
pocTa OKCHUIHOW TUIEHKU ONH3Kas K JUHEWHONW MOXKET MPeACTaBIsATh co00il Habop mapaboIudecKux
3aKOHOMEPHOCTEN ¢ MaJIbIM NEPHOJIOM cliieloBaHus. [lepexo OT TpeThero cliosi ¢ sIBHO BBIPAXKEHHOM
napaboJuYecKOil 3aBUCHUMOCTBIO pOCTa OKCHUJIHOM IUIEHKHM K CTaguu OJNWU3KOM K JUHEHHOM
HaOmrogaetcs mociie 400 CyTOK OKHCIICHHS.

[Io pe3ynbTaTam TPOBEAEHHOrO 3JIEKTPOHHO-MUKPOCKOMUYECKOTO HCCIEIOBaHUSL CTPYKTYpPHO-
$a30BOT0 COCTOSIHMSI OKCHUIHBIX IUIEHOK TommuHo oT 1,5 mo 11,1 MxMm, 0Opa3oBaHHBIX Ha

MMOBEPXHOCTH O0OJIOUYEK TBIJIOB M3 CIUIaBa D635, oOHapy>KEHO, YTO Ha HAYAJIBHOW CTaJUd CBOETO
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pocTa OHU COJEPKHUT 3HAUUTEIBHYIO JOJI0 TeTparoHanbHOW (a3el ZrO»2. Orta ¢aza cCOCTOUT U3
MEJIKHX, paBHOOCHBIX 3epeH pasmepoMm (5 — 10) um (pucynok 4.8). TerparonanbHas (aza ZrO»
HAXOJIUTCSl B HEMOCPEJCTBEHHOW ONM30CTH K MOBepXHOCTH Merayuia. [lomydeHHas oT 3TOi (a3l
anekTpoHorpamma (pucyHok 4.80) mpencrtaBiseT co0oii HaOOp KOHIIEHTPUYECKHX KOJIBLIEBBIX
pedaeKcoB, YTO CBUACTEIBCTBYET O €€ MEIKOIUCIIEPCHOCTH.

[IpucyrcTBue  BONMM3M  TpaHMIBI  pa3lena  «METaJUI-OKCHI»  3HAYUTEIbHON  J0H
BBICOKOTEMIIEPATYPHOI TeTparoHajabHOH (ha3bl OKCHUIA IMPKOHUSA, 00YCIOBICHO CTAOUIM3HPYIOIUM
BJIMSTHUEM BBICOKUX C)KMMAIOIIUX HAIPSHKEHUM, BO3HUKAIOIIMX HM3-3a Pa3HUIIbl yIEIbHBIX 00HEMOB
METATMYECKOM MaTPHIIbI K 00pa3yIoIIerocst Ha MOBEPXHOCTH OKCUIA IUpKoHus [ 1, 22-25].

[lo pesynpTaTaM WuCCIENOBaHHUS MPHUIIOBEPXHOCTHBIX CJIOEB OKCHIHOW IUIGHKH B DPEXHME
DIIEKTPOHHON JM(dpakmuy MW TEMHOTO TOJS HAONIOJAeTCs MPEUMYIECTBEHHAs OPHEHTHUPOBKA
kpuctautoB ZrO; B mpexaenax oOnacTed, pa3mep KOTOpBIX cocTaBiseT ~ 3 MKM. Takas
MPEUMYIIECTBEHHAs OPUEHTUPOBKA poOcTa (JIOKalbHas TEKCTypa) KpucTtaumutoB ZrOz cBs3aHa ¢
OPUEHTUPOBKOH 3epeH OCHOBHOI'O MaTepuana 000JI09euHOM TpyObl U3 cruiaBa 3635, Ha MOBEPXHOCTH

KOTOPOI HaYMHAETCsi 00pa30BaHNE M POCT OKCUIHOM IJICHKH.

DE 1MKN e
39 168.BKU X15BK  SBna

Puc. 4.8. TerparonanpHas daza ZrOz: a), B) 3epeHHast CTPYKTypa BOJIHM3U TPAHUIIBI pa3fesia «MeTall-
OKCHI»; 0) AIEKTpOHOTpaMMa OT TeTparoHaIbHOU (pa3er ZrO;

[TocTenenHo, ¢ yBeIMYECHHEM BPEMEHU OKUCIICHUS, IPOUCXOTUT MEPEX0l OT MEJIKUX, PABHOOCHBIX
3epeH TeTparoHanbHOM (a3l ZrO2, K cTONOYAThIM 3epHaM MOHOKIMHHOHM ¢a3bl ZrO2. Ilonepeunsrii
pasmep CTOJ0YATBIX 3epeH MOHOKIWHHON ¢as3el cocraBiasier (10 — 40) M, YTO CyIIECTBEHHO
MPEBBILIAET pa3Mep 3epeH TeTparoHaabHOU (azbl.

OnHOBpEMEHHOE TMPHUCYTCTBUE B OKCHJIHOW TUICHKE BOJIM3HM TPaHMIBI pa3/iena «MeTaylI-OKCHI»

MOHOKIIMHHOW U TeTparoHanbHON Moaupukanuii haszel ZrOz mpencTaBieHo Ha pucyHke 4.9.
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MOHOKIMHHAS W TETparoHaJIbHasl COCTABISIONINE OKCHUIHOW TIJICHKU MMEIOT OJIM3KHUE COCTaBbI, a
TakKe OJIM3KUE MEKIIOCKOCTHBIC paccTosiHus (Tadnmia 3.1). [To Mepe ymaneHust oT rpaHuUIlbl pa3/ernna
«METAJUT-OKCU HAIMYUE TeTparoHaabHOU coctapistonieil ZrO2 B OKCUIHOM TIJICHKE MPAKTUYECKH HE
Habmonanoce. IlpucyrcTBue terparonanbHoi ¢aszel ZrO, B OKCHIHOW TIUIGHKE Ha Yy4yacTKax,
yAAJEHHBIX OT TPaHUIBl pasliena «METaI-OKCHI» BO3MOXHO B BHJIE JIOKAJIbHBIX oOjacTei c
OTJICTbHBIMU PAaBHOOCHBIMH 3€pHAMH, KOTOPBIC SBIISIFOTCS PE3yJIbTATOM CTAOUIU3UPYIOIIETO BIUSHUS

BBICOKHX HAIPSDKEHHI Ha ATUX ydyacTkax [22-25].

mono ZrO;

Puc. 4.9. [lepexon ot TeTparoHaqbHON K MOHOKIMHHOM (aze ZrO2: a) nByx(da3zHoe COCTOsTHUE

OKCHJIHOH TIIeHKH; 0), B) MOHOKJIUHHAS (a3a OKCHIHOM MICHKU

4.4. Knnernka usmMeHeHusi Mopdosoruun dvactun ¢assl JlaBeca B OKCHAHBIX IICHKAX
00pa30BaHHBIX HA MOBEPXHOCTH 000/104€K TBIJIOB U3 cIjiaBa 3635

[IpoBereHHOE DIIEKTPOHHO-MHKPOCKOITMYECKOE HCCIIEAOBAHUE MOKA3aJI0, YTO OKCHIHBIC TUICHKH,
oOpa3oBaHHBIC Ha TMOBEPXHOCTH O00O0JIOYEK TBAIOB U3 cIlaBa D635, coiepkaT B CBOEM COCTaBe
WHTEPMETAUTUIHBIC BBIACICHUS YacTUI] BTOpPOod (a3bl. Bce ATH BBIJENEHUS SIBISIFOTCS YacTHUIIAMU
da3pr JlaBeca, mepemienmIMMU W3 METAIMYECKOW MAaTpUIIBl B OKCHAHYIO IUIEHKY 10 Mepe
MPOJBUKEHUS TPaHULIBI (PPOHTA OKHUCIIEHUS B IyOb MeTaiia. BOnu3u rpaHuibl pasziena «MeTai-
okcu» Bee yacTuilsl (asel JlaBeca — Zr(Nb,Fe)2 HaxoasTcst B KpHCTATMIECKOM COCTOSIHUH U UMEIOT
I'TIY pemerky c¢ mapamerpamu: a = 0,534 um, ¢ = 0,865 HM, c/a = 1,619. TlonyyeHHbIe 3HAYCHUS
napamMeTpOB PEMIETOK COTIacyroTcs ¢ JanabiMu [7, 103, 104].

DOneMeHTHBIN cOoCTaB BblAeNeHuid dactul] (a3el JlaBeca B OKCHIHOW TUICHKE OBUI OMpenerneH ¢
MPUMEHEHHEM PEHTICHOBCKOTO SHEProJAMCIIEPCHOHHOTO MHUKpoaHanusa. OH oOkazaics OJHM30K K
coctaBy BbiiencHui yactull (asel JlaBeca B mertaie: 35 ar.% Zr + 35 ar.% Nb + 30 ar.% Fe

(pucynox 4.10).
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Zr

Fe
Nb
0
Sn
400 800 12.00 16.00 1 ¥258K  28nm
a)
Fe
0 Zr
Nb
Sn
400 8100 12.00 16.00
0)

Puc. 4.10. DnemenTHBIN aHanu3 yactull ¢a3el JlaBeca: a) B Metaiuie; 0) B OKCHIHOM TUICHKE
[To mepe yBenuyeHHs BpEMEHM OKHUCIIEHUS, WJIM MPU YIAJECHUH OT TPAHMIIBI pa3fena «MeTajll-
OKCHJl» K BHEIIHEH MOBEPXHOCTH OKCHUIHON IUICHKHM HPOMCXOIUT TpaHchopMarus ydacTuil (azbl
JlaBeca M3 KpHUCTAIIIMUECKOro B aMmopdHoe coctosiHue (pucyHok 4.11). Ha cpaBHUTENpHO HEOOIBIINX
PacCTOSHUAX OT TPAHMIIBI Pa3/iesia «METaJUI-OKCUI» UMEIOTCS YYaCTKH OKCHIHOH MJICHKH, HA KOTOPBIX
MO’XHO HaOII0JaTh OAHOBPEMEHHOE MPUCYTCTBHE YacThIl (a3l JlaBeca Kak B KPUCTAUTMUECKOM, TaK

U B aMOpGHOM COCTOSIHUU (pUCYHOK 4.1106).
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a) 0) B)
Puc. 4.11. Ilepexon yactur ¢azer JIaBeca U3 KpUCTAITMUECKOTO B aMOP(HOE COCTOSIHUE:

a) KpucTaJuIM4ecKas yactuina ¢assl JlaBeca; 0) olHOBpeMEHHOE IPUCYTCTBUE KPUCTAITMYECKOM 1

amop¢noii yactui ¢assr JlaBeca; B) amopdHas gactuma dassl JlaBeca

[Iponiecc amopdu3zanuu vactuil (assl JlaBeca BBIABICH B pe3ysbTaTe aHAIM3a MX KOHTpacTa MpH
HaKJIOHE o0pas3la, a Takke C IOMOINBI0 IPOBEICHHOIO MHKPOMHUKPOAU(PPAKIMOHHOTO aHaN3a
(pucyHok 4.12). Ha snexkrpoHorpamMe ot amopHo# yactuubl ¢a3sl JlaBeca MpUCYTCTBYIOT TOJBKO
muddy3nple konbla. B wactune ¢asbl JlaBeca, coxpaHUBIIEH CBOE KPUCTAJUIMUECKOE CTPOEHUE,
HAIpOTHUB, BUAHBI pediekchl. OTCYTCTBUE U3MEHEHUs1 KOHTpacTa yacTul] ¢a3bl JlaBeca npu HakiIoHe
o0pa3ia Takke CBUAETENIbCTBYET 00 UX aMopdu3anuy.

IMporecc amopduzanuu dactuil pas3sl JlaBeca HaunHaeTcst Ha paccTosiauu mopsaka (100 — 200) um
OT TpaHUIIbl pa3ziena «MeTaul-okcuy». [{o aToro paccrosiHus Bce yacTHlbl Ga3bl JIaBeca HaxoaaTCs B
Kpuctajuinaeckom coctosiauu ¢ ['TIY pemerkoii. Ha paccrosausx mnopsinka (500 — 600) um ot
TpaHUIIBI pa3Jieia «MEeTauI-OKCH I Bee yacTHIbl (paspl JlaBeca mepexosT B aMOppHOE COCTOSTHHE.

Ilo pesynbTaTaM TPOBEICHHBIX 3JIEKTPOHHO-MUKPOCKOMUYECKHX HCCIEAOBAaHUM OKCHIHBIX
IUICHOK, B ceyeHusx npeBbimaronmx paccrosaue (500 — 600) HM OT rpaHuIBI pa3gena «MeTali-
OKCHIl» HE BBIIBIEHO dacTHil (a3bl JlaBeca, COXpaHUBIIMX CBOE KPHCTALUTMYECKOE CTPOCHUE.
[MpucyrcTBue amopdubIx dacTuil ¢as3sl JlaBeca HaONrOmaeTCss BIUIOTH J0 BHENIHUX MOBEPXHOCTEH

OKCHUJIHBIX IJICHOK, 00pa30BaHHBIX HA MOBEPXHOCTH 000JIOUEK TBIJIOB U3 cIiaBa J635.



Puc. 4.12. OTcyTcTBHE M3MEHEHUS KOHTpAcTa YyacTHIlbI a3kl JlaBeca mpu HaKJIoHE 0Opas3iia: a) yrou
Hakiona 0°; 6) yrox Hakiona 10°; B) ayekTpoHorpaMmMa ot amopdHoi wactuiiel ¢aser JlaBeca

PesynpTaTel 1pOBEACHMS OHEPrOAMCIEPCHOHHOTO  PEHTICHOCHEKTPAIBHOIO  MMKpOaHAaJIN3a
IIOKa3bIBAIOT, 4YTO Ipouecc aMmopdu3auuu BblaeneHui uactuil (as3sl JlaBeca compoBoxkaaeTcs
U3MEHEHHEM HX D3JIEeMEHTHOro cocTaBa. HaOmromaercst oOeaHeHWE STHUX BBIICICHHH MO Kenely U
HUOOMIO, a TaK)Ke UX 00OTaIIeHUE MO KUCIOPOAY. DHEProIMCIEPCHOHHBIE CIIEKTPHl U Ka4eCTBEHHBIC
COCTaBBI OT KpHCTAIIIMUECKO 1 amopdHoiil uactul ¢a3sl JIaBeca npencraBieHsl Ha pucyHke 4.13.

B pesynbrare nuddyszun aToMoB KHCIOpOJa M3 OKCUIHOW IUIEHKH B BBIIEIEHUS YacTHUI] (a3bl
JlaBeca uepe3 TpaHMIly pa3/iena «OKCHJ-BBIIEICHUE» O00pa3yroTCs TBEPABIE PACTBOPHI BHEIPECHUS.
CBobOomHast »Heprus pemerkd uactuil (azel JlaBeca yBennymBaeTcs, 1O Mepe YBEITHMYEHUS
KOHIIEHTPAIlMU aTOMOB KHUCJIOpoJa (C yBenmWdeHHeM BpeMeHu okucieHus) [22, 105-108]. B wurore
IPOMCXOIUT BBIXO/I JIETHPYIONIUX JIEMEHTOB (Kesie3a 1 HuoOus) u3 yactull ¢assl JlaBeca B OKCUIHYIO
TUICHKY, TIPUBOJSINNN K CHIDKEHHIO CBOOOJHON SHEPTHHM CHUCTEMBI, MOTEPE MNABHETO TOpSIKa U

COOTBETCTBYIOIIEH aMOp(U3aIuK YaCTHII.

Elem Wt % At ¥ Elen Wt X At X

oK 17.1e 52.84 Snl 0.43 021

Snl 0.31 0.13 FeK 10.12 15 .65

FekK g.03 7.08 ZrK 54.21 E51.30

ZrK 45,13 24 .38 HEE 35,23 3274

HEBE 29.37 15.58 Tatal 100.00 100.00
Total 100.00 100.00

Fe

Zr

5n

410 210 1210 1610 anw |
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0 Elen Ut % At % Elen Ut % At %
OK 5436 87.05 SnlL  0.94 0.71
Fek 1.20 gfss ZrK  68.30 67.46

3

0

ZrK 31.41 .82 NBK 27.67 26.83
.78 .52 Total 100.00 100.00
Total 100.00 100.

Zr

Fe Nb
Sn
400 200 1200 1600 2000
6)

Puc. 4.13. DnemenTHbIl aHanu3 yactul ¢assl JIaBeca B OKCUAHOM IUIEHKE: a) KpUCTAUINYECKast

yactula; 6) amopdHas yacTuua

[To mepe ymaneHHsi OT TPaHMIBI paselia «METAI-OKCUI» K BHEIIHEH MOBEPXHOCTH OKCHIHOM
TUIEHKU MTPOUCXOIUT BCE OOJBIINI BBIXOJ aTOMOB JKeJie3a U HHoOMs u3 yacTuil (assl JIaBeca B OKCHI,
YTO MPUBOJUT K UX YACTUYHOMY M BO3MOXKHO ITOJTHOMY PacTBOPEHUIO (PUCYHOK 4.14).

[IpoBeneHHBIH pA  3IEKTPOHHO-MUKPOCKOIMUYECKUX HCCICI0BAaHUN BHEIIHEH I[OBEPXHOCTU
OKCHUJIHOW IJICHKH, Ha TMO3JHEH cTaauu cBoero pocta (Bpems okucienus 600 CyTOK), HE BBISBHII
HIOJTHOTO OTCYTCTBHS BbIesIeHHH dacThll (ha3el JIaBeca B cBoeM cocTaBe. TakuM 00pa3oM ONpenenTh
CTaJUI0 OKHUCIEHHMsI OOOJIOYKH TB3Ja, MPU KOTOPOW, BO3MOXKHO, MPOUCXOJIUT MOJHOE PAaCTBOPEHUE
yactull (assl JlaBeca, HE yAaI0Ch.

P ) R
PaCTBOpEHHE rpaimm.x
dazer Jareca

amopduas L-¢aza

iﬁi,ﬁ‘}gﬂlf" ‘B i K : 2;5011 20ne
0)

Puc. 4.14. Amopdusle yactuiibl a3l JIaBeca B okcHIHOM TUIEHKE (@) ¢ COOTBETCTBYIOIIEH

3EKTpOHOTpaMMoii (0), a TaKKe YaCTUYHOE pacTBOPEHUE TpaHUIlbI (hasbl JlaBeca B OKCUIHOM TUICHKE
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4.5. Pa3BuTHE MOPUCTOCTH B OKCHIAHBIX MJIEHKAX, 00Pa30BAHHBLIX HA NMOBEPXHOCTH 000JI10YeK
TBYJIOB U3 ciiaBa 3635

YCTaHOBIIEHHOE W3MEHEHHE DJJIEMEHTHOTO cocTaBa dactuil (a3el JlaBeca mpu OKUCICHUU
MIPOUCXOJUT OJHOBPEMEHHO C YBEIMYEHUEM KOHLIEHTPALIMH MUKPOIOP U MUKPOTPEIIUH B OKCHJIHBIX
IUIGHKaX. OTH BbIICJCHHUS TMEpeluUld B OKCHIHYIO IUICHKY W3 OCHOBHOIO MeTallla, 3a CueT
NPOJBIKEHHS ()POHTA OKHMCICHHUS U POCTa OKCHAA B METAIMUECKYIO MaTpHIly. BOMU3M HEKOTOPBIX
BBII[GJIGHI/Iﬁ, NnepeuIc X B OKCUAHYIO INICHKY U3 OCHOBHOI'O MCTaJljid, 3a CUCT IMPOJABUKCHUA q)pOHTa
IPaHULbI OKUCJIEHHUS M POCTa OKCHJA B METAIMYECKYIO MaTpully, HaOJI0JaeTcsi pacTpecKUBaHHE
(pucynok 4.15a). [lonoOHoe siBIEHUE YacTO BCTPEUAETCS B CTPYKTYPE OKCHJIHBIX IJIEHOK U CBSI3aHO C
TEM, 4YTO y,[lCJIBHBIfI 00BeEM BBIACJICHHUA MCHBLIIC IO CPaBHCHUIO C YACJIbHBIM 00beMOM OKCHnJaa, B
pe3yabpTaTe 3TOr0 BO3HUKAET HAINpPSDHKEHHWE HA TpaHUIe UX paszzena. Pemakcauusi 3THX HanpsiKeHUH
OpU JalbHEWIIEM OKHCICHHH U TMOocienyromed amopduzaliud MOPUBOIUT K PACTPECKUBAHUIO
MPUIETalIIero K YacTUIe OKcuAHoro cios. [lomumo 3TOro, momoO6HOE pacTpecKHUBaHHE MOKET
WHUIMMPOBATHCS 32 cueT Au(QepeHnnanbHOTO TEIIOBOTO PACIIMPEHUs 4acTUl] BTOpod (a3el u

OKcua UpKOHUs npu oxyaxaenuu [30, 38, 44].

.

MMKpoOTpelvHa

Puc. 4.15. Beinenenus yactuil (assl JlaBeca B OKCHIHOM TJICHKE: a) YAaCTUIIA C MUKPOTPEIINHOM; 0)
gacTuia 6e3 MUKPOTPEIINHBI
[lo pe3ynpraraMm NMpPOBEAEHHOIO 3HEPrOJUCIIEPCHOHHOTO PEHTTEHOCHEKTPATbHOIO MHUKpPOAHAIINA3a
MOKa3aHO, YTO B OOJACTAX OKCHUIHBIX IJICHOK, UMEIOIIUX MHUKPOIOPHI, HAOIIOAAeTCs] TTOBBIIEHHOE
CoJlep)KaHWe JIETHPYIOMIMX DJIEMEHTOB, TaKUX Kak kene3o W Huobwil. Cocemnue o0iacTu, He
conepkamnie ae(peKTOB CTPYKTypbl B BHIE MHUKPONOP W MHUKPOTPEIIMH, HE MOKA3bIBAIOT

MOBBIIIIEHHOT'O COJIEPKaHUs Kelle3a U HHOOUS B CBOEM cocTaBe (pucyHOK 4.16).



Elem Wt % At % Elem Wt % At X
0K 45.33 82.53 SnL 0.29 0.23
SnL 0.11 0.03 Fek 0.15 0.24
Fek a.07 0.04 ZrK 98.72 98.71
ZrK 54.04 17.26 HbE 0.84 0.82
HBE 0.46 0.14 Total 100.00 100.00

Total 100.00 100.00

0]
i 4
Sn Fe Nb
400 800 1200 1600 2000
a)
Elen Wt % At % Elem Wt % At %
0K 51.24 8567 SaL  1.43 1.10
Snl 0.43 0.10 Fek 1.23 2.00
FeK 0.51 0.25 ZrK 85.73 85.53
ZrK 42.09 12 .34 NbE 11.61 11.37
NBK £.72 1.65 Total 100.00 100.00
Total 100.00 100.00
0
Zr
Sn Fe Nb
400 800 1200 1600 2000 $1350 128 By KeSIK_ 20nm
o Elem Wt % At % Elem Wt % At %
0K 53.79 86.83  SnL 1.09 0.83
SnlL 0.30 0.07 FeK 2.9 4 .84
FeK 1.17 0.54 ZrK 51.09 50.87
ZrK 2378 6.73  NbK  44.84 43 .66
NbK  20.96 5.83 Total 100.00 100.00
Total 100 .00 100.00
Zr
Nb
Fe
Sn
£63 ’ —
400 800 1200 1600 2000 348 20ne

B)
Puc. 4.16. PeHTreHOBCKHE CIIEKTPHI M COCTaBbl 00IacTeil OKCUAHOM MIeHkH ciuiaBa 9635 mocne 300
CYTOK OKHCJICHHS: a) Oe3nedexTHas 00J1acTh Ha PaCCTOSTHUH 2,5 MKM OT TPaHUIIBI «METAJII-OKCUI;
0) o0macTh, coneprKaias MEKPOTIOPBI Ha PACCTOSHUU 2,5 MKM OT TPaHUIIBI «METAIT-OKCUJI»;

B) 06J'IaCTB, COACpIKallasd MUKPOIIOPBI HA paCCTOAHHUN 5 MKM OT rpaHrlbl «MCTAJII-OKCHUI»
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DNIEKTPOHHO-MUKPOCKOIIMYECKOE HCCIEI0BaHUE CTPYKTYpPHO-()a30BOro COCTOSIHUSI OKCHJIHOM
TUICHKH ToamuHoM 11,1 MxkM (Tocne okuciieHus 0001049Kku TBAIA B TeueHre 600 cyTok) mokasasno, 4To
KaK B IIGHTPAJbHOM, TaK U BO BHEIIHEH e€e 4acTsAX HaOJI0AeTCs BBHICOKAs KOHIIGHTpauus Ae(eKToB,
TaKUX KaK MUKPOIIOPBI U MUKPOTPEILIUHBL.

[IpoBeneHHBIN HSHEPrOJUCIEPCUOHHBIA PEHTIC€HOCHEKTPAIbHBIM MHUKpOAHAIN3 I[OKa3al, 4YTO
nedeKTHbIE 00JIACTH IICHTPAIBHON YacTH OKCHIHOHM IUIEHKH (CeUueHHEe Ha PACCTOSHHUHU ~ 6 MKM OT
TPaHUIBI pa3jiesa «METaI-OKCHI») UMEIOT MOBBIIICHHOE COJCPIKaHHE JKee3a U HUOOUS B CBOEM
cocrtaBe, 4To 00yCIIOBIeHO 0b0eqHeHneM JacTull ¢a3bl JlaBeca STUMU JIETUPYIOLUTUMU 3JIEMEHTaMH pU
OKHCJIeHUU. BOM3u BHEUIHEW MOBEPXHOCTH OKCHIHOM IUICHKH JAe(eKkTHbIe 00JacTH, coaepiKaline
MHUKPOIIOPBI, 000TaIEHbI TOJIBKO JKEJIe30M, B TO BpeMs KaK HUOOHMI paBHOMEPHO pacIpenesseTcs 1o

BCEH IJIOMIAIA OKCUTHOM TICHKH (pUCyHOK 4.17).

Zr . . N .
Elen Wt % At % Elen Ut % At % Elen Ut % At %X Elen Wt % At %

0K 50.42 85.16 SnL 1.75 1.33 OK 49.15 84.46  SnL 1.15 0.87
SnL 0.55 0.12 Fek 3.16 5.10 SnL 0.37 0.09 FeK 2.87  4.61
Fek 1.35 0.65 ZrK 74.40 73.50 Fek 1.26 0.62  ZrK 95.17 93.73
ZrK 37.27 11.04 NBK 20.69 20.07 ZrK 48.79 14.71 NbK 0.82 0.79
Nb NbK  10.41  3.03 Total 100.00 100.00 NBE 0.42 0.12 Total 100.00 100.00
o Total 100.00 100.00 Total 100.00 100.00

Zr
Zr

Fe Nb Fe
Sn Sn Nb

400 800 1200 16.00 2000 400 800 1200 1600 2000
a) 0)
Puc. 4.17. DnemenTHbIN aHau3 AePEKTHBIX 001acTeil OKCHAHOU TIeHu Tociie 600 CyTOK OKHCIICHHUS:

a) LIEHTpaJibHAs YacTh OKCUIHOMN TUICHKH (6 MKM); 0) BHEIIHSS YaCTh OKCUIHOM MeHKH (11 Mkm)

C yBenuueHHUEM BpEMEHHM OKHCIIEHUS O0O0JI0YEeK TBAJIOB M3 cIjlaBa 635 MPOMCXOAUT BBIXOJ
aTOMOB KeJle3a U HuoOus u3 amop(du30BaHHbBIX YacTull (ha3el JIaBeca B OKCHAHYIO MIEHKY. YacTh ATHX
YaCTHUI] MOXET PacTBOPATHCS B OKCHJIHOW IIeHKe. KpoMe TOoro oTMedeHo, 4To B 00pa3yromuxcs Ha
MOBEPXHOCTU O000J0YEK TBAJIOB M3 cIUlaBa D635 OKCHIHBIX IUIEHKAaX MPOUCXOJIUT pa3BUTHE
MHUKPONOPHCTOCTU. [IpoBeNeHHbIE 3IEKTPOHHO-MUKPOCKOMMYECKHE HCCIEAOBAaHUS CTPYKTYpHO-
($a30BOro COCTOSHUS OKCHAHBIX TUICHOK MTOKa3aJId, YTO 3TH MPOLIECCHl B3aUMOCBSA3aHbI MEXTy COOOiA.

[Ipomecc mepepacmpeneneHrss aTOMOB JKejle3a M HHOOWS MEXKTY BBIICICHUSIMH YacTHI] (a3bl
JlaBeca 1 okpy>karoleil OKCHIHOM MJIEHKON MPUBOAMT K Pa3BUTHIO B HEM MUKponopucTocTH. OO 3TOM
CBUJICTENHCTBYIOT JAHHBIE, O MOBBIIIEHHOM COJCPKAHUH ITHX JIETUPYIOIIUX dJIEMEHTOB B E(PEKTHBIX

00J1aCcTAX OKCUAHON IJICHKH.
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BeposiTHO, uTO B pe3yibTaTe BBIXOJla aTOMOB JkKejie3a U HHOOMS u3 BblaeneHuil (as3el JlaBeca B
OKCUJIHYIO IUJICHKY MNP WX OKHCICHHUH M aMopQu3aluu, BO3HUKAOT TU(h(Yy3UOHHBIE TOTOKU
BaKaHCUW, ypaBHOBEIIMBAIOIINE AaTOMApPHBI MacCOMEPEHOC OT 4YacTHI[ K MAaTpHIle OKCUIa, H
MPUBOJISIINE B UTOT€ K 00PA30BaHUIO U PA3BUTUIO MUKPOIOPUCTOCTH B CTPYKTYPE OKCHUIIHOTO CIIOS.
[106-109]. Jlast mOHMKEHUS TOBEPXHOCTHOM CBOOOIHOM 3HEPrUU 00pa30BaBIINXCS HECIUIOMIHOCTEH B
BUJIE MUKPOIIOP B OKCUHOM TUICHKE MPOUCXOIUT AU y3us aTOMOB KeJie3a U HIOOUS K TOBEPXHOCTH
3THX J1e(hEeKTOB, C OCAKICHUEM Ha HUX. TakuMm 00pa3oM, B OKCHIHOM TUIEHKE 00pa3yroTCsl JTOKAIbHBIC
o0yacTu ¢ MUKPOIIOpaMH, COJIEp>KaHue jKeie3a 1 HUOOUS B KOTOPBIX MOBBIIIEHO.

[IpoBeneHHBIN psif  HCCAEAOBAHUN CTPYKTYPHO-(A30BOTO COCTOSIHMSI MPOJOJIBbHBIX CEYCHHM
OKCHUJIHBIX IIJICHOK, HAaXOJSAIIMXCS Ha Pa3IUYHOM YJAICHWU OT TPAaHUIBI pa3felia «METauI-OKCHID),
MIO3BOJIMJI M3yYUTh KHHETUKY Pa3BUTHS MHKPOIIOPUCTOCTH 10 BCEH TOJIIMHE OKCUIHBIX IUICHOK. [lo
Mepe MNPUOMMKEHHS K BHEIIHEH TIOBEPXHOCTH OKCHUIHOW IJICHKH, KOHIIGHTpAIMs MHUKPOIOp
Bo3pactaer (pucyHok 4.18). OnHOBpeMEHHO, ¢ BO3pacTaHMEM KOHIEHTPAllMd MUKPOIOpP, HAUMHAET
MEHSTBCS JIOKAIBHBIN COCTaB o0yiacTel, comepkamux 3tu aedekTsl. Ha mo3qHux cTagusx OKUCIICHUS
HUOOWH, JIOKAJTM30BaHHBIA B Je(DEKTHBIX 00IACTAX OKCUIAHOW IICHKH, PaCIpenessieTcss paBHOMEPHO
0 BCEMYy OKCHIY, a JKele30 OcCTaeTcs B 00macTu cojaepxkaimieit mukpornopsl. Kpome Toro,
CYIIIECTBEHHO yBEIMYUBACTCS KOHIICHTPAIIHS jKeJie3a BO BHELTHUX CIIOSX OKCHIHOM MIICHKH.

Takum o6pazom, nuddy3noHHOE IepepacpeiesieHre JETUPYIONUX JIEMEHTOB (KeJie30 U HUOOUHN)
MEXy BBIICIICHUSIMH dYacTull ¢a3bl JlaBeca, HaXONIMIMMHCS B OKCUIAHON IUICHKE, W OKCHIHOU
TUICHKOW MPHUBOAUT K 00pa3oBaHUI0 MHUKPOIOpP, YTO B CBOIO Ouepe/lb MPHUBOIUT K MOBBIIICHHON

TG dy3un KUCIOpoAa K TpaHMIIe pa3ziena «METalI-OKCUI» U YCKOPEHHOMY OKHCIICHUIO M3JEIUi U3

cIutaBa D635.
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Cedenne OKCHOHOMN IUIEHKH OT rpaHunbl "Me-Ox", MKM

Puc. 4.18. Pacnipeienienre KOHIEHTPAIIMM MUKPOIIOP 10 TOJIIIMHE OKCUIHOH IJICHKH, 00pa30BaHHOM

Ha MOBEPXHOCTH 000JIOUKHM TBAJIA U3 cIu1aBa D635
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4.6. BeiBoasbl no riase 4

1. UccnenoBanust 0Opa3IoB Mocie MPOBEJCHNS aBTOKJIABHBIX MCIIBITAHUH IMOKA3aIM, 4TO B 00JIACTH
OKCHJTHOW TIIJICHKH, TPHJIETalomel K TMOBEpXHOCTH MeTaijia, HaOmogaercs OoJbluas IO
TETparoHagbHOM (ha3bl. DTO BBHI3BAHO CTAOWMIM3UPYIOLIUM BIIMSHUEM HAINpSOKEHWH Ha TpaHHULEe
pa3zena «MeTall-OKCHA». TakuM oOpa3oM, Ha Ha4yaJlbHOM CTaAUM OKHUCICHHUS MPOUCXOAUT
3apOXKICHUE MEIKUX PABHOOCHBIX 3€peH C OOJBIIOW [0JIe TeTparoHalbHOW (a3bl, U3 KOTOPBIX
BITOCJICJICTBUH BBIPACTAIOT CTOJIOUATHIC 36pHA MOHOKIMHHON (ha3bl OKCHIIA.

2. Bce BblaeneHusi yacTuil BTOpoil ¢asbl, Mmepexosiiue B OKCUAHYIO IJICHKY M3 MaTpULbI MPU
ABTOKJIAaBHOM OKHCIIEHUH, IIpeTepneBaoT amopdu3zanuio. Tak, ans o6omouek TBIOB U3 ciiaBa D110
npotiecc amopdu3zanmu BbineneHuid f-ND B okcuaHON MIeHKe HaYMHACTCS Ha OoJiee MO3HEH CTaJuu
OKHCIICHHSI, YeM aMop(u3aius BeleIeHui yacTull (asel JlaBeca nmpu oKucIeHUH 000JI0YEK TBAJIOB U3
criaBa D635.

3. Konuentpanus nedekToB B OKCHUIAHBIX IUIEHKaX OOpa30BaHHBIX HA MOBEPXHOCTH O0OJOYEK
TB3J10B u3 cmiuaBa J110, B BuJe MHUKpOINOp SBISETCS HE3HAUUTEIBHOW M COCTABJSIET IOPSIKa
(1 —2)x10%° M3, mpuuem 9T0 3HAYEHHE TIPAKTHIECKU HE MEHSAETCS 110 MEPE POCTA OKCHIHOM IIIEHKH.

KoHnenTpanys MUKpOIIOp B OKCUIHBIX TUIEHKAX, 00pa30BaHHBIX HA TTOBEPXHOCTU 000JI0UEK TBIJIOB
u3 ciaBa 9635 u3aMeHseTcs C yBeIMYEeHUEM BpeMeHU OokucieHus. [Ipu nmpuOimkeHuu K BHEIIHEeH
MMOBEPXHOCTH OKCUIHOM TIJICHKU KOHIIEHTPAIMsi MUKPOTIOpP CYIIIECTBEHHO BO3pacTaeT (pucyHok 4.18).
[IpoBeneHHOE 3IEKTPOHHO-MUKPOCKONIMYECKOE MCCIEA0BaHUE II0Ka3ajlo, 4YTO ATOMY IHpoIleccy
CHOCOOCTBYeT —IepepaclpesieiieHne JIETHMPYIOLUIMX JJIEMEHTOB (Kelne30 U HHOOMH) Mexay
BbIJIeNIeHUsIME (ha3bl JIaBeca U OKCUHOW MJICHKOW B pe3ysbTaTe OKUCICHUS M aMOp(QU3alMK YaCTHII.
[ToBbImieHHast 1e(E€KTHOCTh OKCHJHBIX IUIEHOK CIIOCOOCTBYET Mudy3uH KHCIOpoJa K MOBEPXHOCTH

MeTaJljla U YCKOPEHHOMY OKHUCIJIEHHUIO U3/IeIui U3 criaBa 3635.
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5. CTpykTypHO-(ha30Boe cOCTOSIHHE OKCHIHBIX IUIEHOK M CBOHCTBA MaTepHaioB 000.I104YeK

TBYJ10B U3 ciiaBoB TN 110 1 635 nocie IkcnIyaTauuu B peakrope

5.1. BunsiHMe HEHTPOHHOrO OO0Jy4YeHHUS] HA IBOJIIOIHUIO CTPYKTYPHO-(a30BOro COCTOSIHUS
000J1049€eK TB3JI0B U3 ciiiaBoB Tuna 3110 u 9635

Jlo HelTpoHHOTO 00JMyuYeHUs: 00OJIOUKH TB3JIOB M3 CIUIaBOB THma D110 U MHOTOKOMITOHEHTHBIX
cucteM THIa 9635, 1ocle  3aKIIOYMTEIBHOTO  OTXKHMIA, HAxOMATCId B HOJHOCTBIO
PEKPUCTAIUIM30BAHHOM COCTOSIHUM. MaKCUMasbHBIM pa3Mep 3€peH, ONpPEAENICHHbIA 10 METOAY
CEKYIIUX, TOCTUTAET 8 MKM, a CPEIHUI pa3Mep HaXOIUTCs B AuarnazoHe oT 3 10 4 MKM (pUCYHOK 5.1).

.

1v¥a

Puc. 5.1. TOM uzo0paxeHus CTpyKTypsl 00pa3iioB Tpy0 u3 cruiaBos: a) 9110; 6) 2635

Brinenenusimu yactuir BTopor ¢assl B criaBe D110 SBIAIOTCS MEIKOIUCIIEPCHBIE TIIO0YIIIpHBIE
gactunbl B-Nb, co cpemnum pasmepom okosno 50 HM W koHueHtpamumeir (0,9 — 1,3)><1020 M,
pPaBHOMEPHO paclpefielieHHbIe KaK MO Tely 3€peH, Tak U MO0 UX TpaHuIlaMm (pUCYHOK 5.2a). B cruaBe
D635 BeiaeneHusMu BTopoi (aser siBisroTcs yactuiel (aszel JlaBeca Zr(Nb,Fe)z, cpennnii pasmep
KOTOpBIX O00bIYHO Haxoautcss Ha ypoBHe (80 — 100) HM, a KOHIEHTpamusi COCTABJISIET
(0,2 — 0,3)x10® m? (pucynok 5.26). Pacnpenenenme uactun ¢assl JlaBeca, Takke SBISETCS
pPaBHOMEPHBIM.

Jlo uewitporHoro obmydenusi, B criaBe D110 Beigenenust wactuil B-Nb umeror OLIK pemietky ¢
napamerpoM a = 0,33 uM. CocraB 3tux Boigenenuit: (80 — 90) ar.% Nb + (20 — 10) a1.% Zr. B cnaBe
2635 Beigenenus dassl JlaBeca umeror ['TIY pemerky ¢ mapamerpamu a = 0,54 uMm, ¢ = 0,87 HM,
cocrtaB KoTopheix: 35 at.% Zr + 35a1.% Nb + 30 ar.% Fe.

DNEeKTPOHHO-MUKPOCKOTTMYECKHE HCCIIEIOBAaHUS CTPYKTYPHO-(Da30BOrO COCTOSIHUS CILIAaBOB THIA
D635, mokasanu, 4TO 0JIOBO, COZEpIKalleecss B COCTaBe CIUTAaBOB Ha ypoBHE a0 1,2 %, HaXomuTcs B

TBEPJIOM PACTBOPE M BBIIEICHUH HE 00pa3yerT.
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Puc. 5.2. Beigenenus gactur f-Nb B crmase D110 (a) u gactui daser JlaBeca B crutaBe 9635 (0)

MukpoctpykTypa TpyO o000m04ek TBA10B U3 cmiaBoB D110 m D635 mocne HEHUTpOHHOrO
00JTyueHHs XapaKTepU3yeTCs HaJM4YheM PaBHOOCHBIX 3epEH C PABHOMEPHBIM paclpeaeIeHUEM YacTHUIl
BTOPOi1 (a3bl. Bee 3epHa SBISIFOTCS MOTHOCTHIO PEKPHUCTAUIM30BAHHBIME (PHCYHOK 5.3).

HeiitponHoe oOiydeHue NPHUBOAUT K TIEPEPACIPENEICHUIO JITUPYIOUINX 3JEMEHTOB MEXIY
YacTUIIAaMU BTOPBIX (a3 W MaTpullel, paJualiOHHO-UHAYIMpoBaHHOMY BbiaeneHuio (PHIB) HoBBIX
¢a3, pa3BUTHIO TUCIOKAIIMOHHONW CTPYKTYPBI, aMOp(U3aIiy YacTUIl U APYTUM SBIICHUSM, 3aBUCSIIIUM
oT ycaoBuii oorydenus [102-104, 110-115].

Ha mnayampHOM »dTame oONydYeHUs, TNPH HU3KOH TOBPESKIAOMEH [103€, MHUKPOCTPYKTYpa
obonoueynbix Tpyod w3 crmmaBoB D110 m D635 wusMmensercs He3HauuTenbHO. [Ipomcxomut
bopMupoBaHHEe paAMAIMOHHBIX Ae()EKTOB, B BH/C JUCIOKAIMOHHBIX METeab a- W (a+c)-THra,

SAJICTAIOIIUX B IPU3MATHYCCKUX U IMUPAMUIAIBHBIX IIJIOCKOCTAX.

Puc. 5.3. Ctpykrypa crumaBoB 3110 (a) u D635 (6) mociie HGHTPOHHOTO OOTyUCHHS
Cnnas 2110. TIpu Bo3pacTannu QuroeHca HelTporoB (10 1x10% cm? (E > 0,1M»3B)), B crimase

D110 cpennuii pazmep BbieiacHuid f-ND HeMHOro yBenTUYMBAETCs, @ MX KOHIICHTPAIMs CHUYKACTCS.
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Ilpu »stom mpoumcxomutr obennernne dvactul P-Nb mo HuOOMIO. DHepromucrnepcHOHHBIH
PEHTI€HOCIICKTPaIbHbI MHUKpoaHamu3 yactull B-ND mokaspiBaeT CHWKEHHE CO/ACp)KaHUs HUOOUS B
Hux ¢ (80 — 90) ar.% g0 (50 — 60) ar.%. Ilapamerp KpHCTAIIIMUECKOW PEIICTKHA YaCTHUI], TAKKE
COOTBETCTBYET COJICPKaHUI0 HUOOUs B HUX Ha ypoBHe (50 — 60) at.%.

OtMmeyeHa 3aBHCHMOCTh 3JIeMEHTHOro coctaBa vactull 3-Nb ot pasmepa. [To mMepe ymeHblieHUs

JUaMeTpa 9acTUIl HabII0JaeTCsl CHUKEHHE MPOIICHTHOTO COJIEpKaHusl HUOOUS (PUCYHOK 5.4).

?0 qj e/r

60 *® oo oS . oNb
°§ 20 o %0

o ®

=z 40 00.. ®
g 30
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0 I I I
0 50 100 150
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a) 0)

Puc. 5.4. Beigenenus yactui B-Nb B criase D110 mocie o6nyueHus (a) ¥ rpaduk 3aBUCHMOCTH
3JIEMEHTHOTO COCTaBa 3THX YaCTHI OT pa3mepa (0)
[Momumo T00yssipHBIX BhIAETCHUE [-Nb, 0Opa3yrorcss BTOpUYHBIC BBIICICHHS PaIHalldOHHO-
MHIYIMPOBAaHHON (a3bl pazMepoM A0 10 HM, MMEIOIIMe TUIACTUHYATYI0 WM UTosibyatyio (Gopmy u
oboramieHHbIe HHOOHeM (pucyHok 5.5). ITpu dmoencax o6myuenns Gomsme 2x10%2 cm? (E > 0,1M»B)

pa3Mep u kKoHueHTpauust PUB u3MeHstoTCsl HE3HAUUTENBHO.

a)
Puc. 5.5. PUB B ctpykType craBa 110 nocne o6mygenus (F = 2x10%% em? (E > 0,1M»B)) B
peaktope BOP-60 (a) u B peaktope BBOP-1000 (6)

[ToMHMO IUCTIOKAIIMOHHBIX MeTenb a- W (a+C)-Tuma, HEHTPOHHOE OONyYCHHE WPHBOAUT K

00pa30BBIBAHUIO €-IUCIOKAIMM, KOTOpbIE 3ajeraioT B 0a3uCHOW IIOCKOCTH KPUCTALTHYECKOU

peméTku a-Zr MaTpunpsl. KonmenTpanus c-aucnoxamuii npu dmoence HeiTpoHoB ~ 1x10%2 em (E >
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0,1M»5B) He BbICOKa. DTH TETIM BHJHBI B YCIOBHSX JcicTByromero orpaxenus g = 0002, korma
JMCTOKAIMK A-TUMA HEBUAUMBL IIpy JTOCTHMKEHMH BBICOKHX (DIIFOEHCOB HEHTpoHOB (> 2x10%% cm™
(E > 0,1M»5B)) cy1iecTBeHHO MOBBIIIACTCS IJIOTHOCTH JTUCIOKAIMOHHBIX MeTeb C-Tuna. Ha pucyHke

5.6 npeacTaBieHa TUIIMYHAS TUCIOKAIIMOHHAS CTPYKTYpa.

Puc. 5.6. lucnokannonnas ctpykrypa ciiasa J110 mocie HeHTpoHHOTO 00TydeHUs:

a) TMCIIOKAINK C-TUIIA; 0) TUCIIOKAIMK a-THIIa

KuHeTHKy CTpyKTypHBIX H3MEHEHHH, IPOUCXOAAINX B ciutaBe D110 nmox nelictBHEM HEHTPOHHOTO
00Ty4eHus, MO)KHO pa3JIeNuTh Ha JBe cTanuu. [lepBas crtanus 3aBepiaeTcs IpUMEPHO MpH (prroeHcax
(1,5 — 2)x10%2 cm? (E > 0,AM»B) m xapakTepusyercs, B OCHOBHOM, pPaJHallHOHHO-YCKOPEHHOM
muddy3ueit HUOOMS U3 MaTpHIlbl, BCIEICTBHE KOTOPOW MPOMCXOAMT 3apOXKJIEHHE U POCT
MEJNKOJIUCIIEPCHON (a3pl, a TakkKe HE3HAYUTENbHOE YyBEIWYEHHE pa3Mepa KPYMHBIX YaCTHUIl
(cymecTBoBaBmHX 10 obmyuenus). Ilpu ¢moeHcax mpeBbIIAOmMUX 3HadeHue 2x10%2 cm? (E >
0,iM3B) B cucreme TpPOAOHKAET JEHCTBOBATh TOJBKO CTHUMYJIUPOBAHHAS OaJTUCTHUICCKUM
nepememuBanueM auddysus Zr B Beienenus [7, 103, 104, 111, 116].

Cnnas 2635. B crimaBe D635 obmyuenne no ¢moenca 1x10% cm? (E > 0,1M»B) nmpuBoaut K
YMEHBIIICHHIO cofiepkanust skene3a B (ase Jlaeca o (5 — 10) ar.% u ee mpeBpalleHnIo B BbIICICHHE
tuna «B-Nby. Tlox obmyuenunem mpoucxoaut Tpanchopmanus perretku [TIY B OIIK. ITapamerp
KPUCTANTNYECKOM PEIIETKH YaCTULIbI COOTBETCTBYET COJIEpKAHNIO0 HUOOMS B Hell okoio 60 aT.%.

Ipu dmoence HeiiTponos ~1x10% cm? (E > 0,1M»B) TpauchopMarus KpHCTAIHUECKOH PEIETKH
B KPYIHBIX YacTuiax (as3el Jlapeca mpoucxoaut He MoaHOCThIO. [{enTpanbHas yacts coxpanser [TIYV -
CTPYKTYPY, @ B IMMOBEPXHOCTHBIX CI0sAX oOpasyrorcs O0moku B-Nb Beigenenuit ¢ OLIK-permérkoii. Ha
pucyHke 5.7 TOKa3aH aHadu3 3aBHCHMOCTH DJIEMEHTHOTO coOcTaBa BhimeneHud ¢das3er JlaBeca ot
pa3mepa. [lomydeHHble rpaguKy MOKA3bIBAIOT, YTO COCTAB YACTHI] TuaMeTpoM MeHee 150 HM moutu He

3aBUCUT OT pa3dMCpa U TOJBbKO IJid KPYIIHBIX YaCTHL, € TpaHC(l)OpMaI_[I/IH eme He 3aBCpHINIIACh,
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OTMEYEHO Hammuue xene3a B konmmuectse 10 10 at.%. Coneprkanue xene3a TeM OoJIbIie, YeM OOJIbIIe

AUaMCTPp 4aCTUIIBI.

- ‘ - [ Yy
‘au—._'i ONb
oo 0O
‘ﬁ - Ba %xFe
¥ X
| e xx X *
100 200 300
Pasmep, HM

a) 0)
Puc. 5.7. Hactuuno tpanchopmupoBanHas (paza JlaBeca ¢ audpakiueit oT LeHTpaJIbHON 4acTH U
nepudepun (a) u rpaduK 3aBUCUMOCTH IEMEHTHOTO cocTaBa yacTuill (pasel JlaBeca ot pazmepa (0)
KomnyectBo Bropuunsix PUB menkomucmepcHoil (a3l CymIeCTBEHHO MEHbBINE, YeM B CILIaBe
9110. IInoTHOCTB C-AUCIOKALUK IPU TOM OYEHb HU3Kasl.
TloBeimenre (rOeHCa HEHTPOHOB 10 3HaudeHuil Gomee 2x10%2 cm? (E > 0,1M»B) mpuBogut K

TIOSIBJICHUIO JWCIIOKAITI C-THITa BOJM3H BBIIEICHUN TpaHchopmupoBaHHOW (a3el JlaBeca (pUCYHOK

5.8).

Puc. 5.8. lucnokarmonnas CTpykTypa criaBa 9635 mociie 00ydeHus: a) C-IuCIoKaIiy BOIU3H
HEKOTOpBIX YacTull ¢a3bl JIaBeca; 6) pagualiMoHHbIe TUCIOKALMOHHBIE IETIN a-TUIIa
[Ipu manpHeliieM MOBBIIIEHUH (DIIOEHCA HEUTPOHOB MPOUCXOIUT OOpa30BaHHME AMCIOKAIUM C-
THUTIA HE TOJIBKO OKOJIO BBIJICIICHUH, HO U B 00BEME 3epeH, OJJTHAKO X KOHIICHTpAIlUs He 3HAUUTENbHA.
Kenezo, nepemeniiee n3 yactuil ¢aspl JlaBeca B TBEpABIN PacCTBOP, M OJIOBO HAXOATCS B MaTPHIIE
Ha YypOBHE cocTaBa cIjiaBa. JlanbHeWIiero W3MEHEHHs CTPYKTYphl M COCTaBa MPAKTUYECKU HeE

HaOIr01aeTCs.
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Briienenust paquannoHHO-HHYIUPOBAHHON MEIKOIUCIIEPCHOM (ha3bl BCTPEUYAIOTCS TOPa3io pexke,
no cpaBHeHHIO co cmiaBoM O110, sBnsitorcs Oonee METKMMHU UM TIOMHMO HHUOOWSI 0OOTaIleHBI,
BO3MOXHO, Kele30M. DTO CBUICTEILCTBYET O BIUSHUU COJEP)KAHHS OJIOBA U Kee3a B MaTpule (T.e.
cocTaBa TBEpIOr0 pacTBOpa) Ha WX 3apoxkieHue (pucyHOK 5.9). UX pacnpenencHue 4acTo HOCHUT
YIOPSIIOYEHHBIN XapakTep B BHJE PAIOB, MAapaJUICIbHBIX OA3UCHBIM IDIOCKOCTSM, YTO CBS3aHO C

HAIpPsDKEHUSIMU B MaTepUalie M JISTHPOBAHHUEM CILIaBa jKkelie30M U osioBoMm [7, 103, 104, 110-115].

a) 6)
Puc. 5.9. PUB B ctpykType crase 9635 nocie o6aydenus B peakrope BOP-60 (F = 2x10%2 cm™?
(E >0,1M»5B)) (a) u B peakrope BBOP-1000 (F = 3x10%2 cm (E > 0,1M»B)) (6)

B crmmaBe 2635 mnox oOmydeHueM HaOnogaeTcs CHUIIbHAs —paJuallMOHHO-CTHMYJIMPOBAaHHAS
muddy3ust aTOMOB JKeye3a M3 BbIJIENIEHU B MaTpuily. Beinenenus actun ¢aser JlaBeca B cruiaBe
2635, umerot anuzotponnyto ['TIY -pemierky, He cToiikyto k obmyuenuto [7, 103, 104, 111, 116].

ITon melictBueM o0aydeHUs (HOPMUPYIOTCS M SBOJIOLUOHUPYIOT paJHallMOHHbIE Ae(EKTHl B BUIE
JIMCIIOKAIIMOHHBIX TETEb a- U C-THIOB ¢ BekTopoM broprepca 1/3[11-20] u 1/2[0001] wmu 1/6[20-23].
C-KOMIIOHEHTHBIE METJIM OOBIYHO 3ajJeraroT B Oa3WMCHBIX WJIM MUPAMUAAIBHBIX IIOcKoCcTax [TIY
PEIIeTKH W MMEIOT MPEUMYIIECTBEHHO BaKAaHCHOHHBINH XapakTep. JIMCIOKAallMOHHBIC TETIH a-TUMa

pacnojrararoTcda mNpeuMytneCTBEHHO B IPU3MATHYCCKUX IJIOCKOCTAX U ABJIKOTCA MCKI0Y3CIIbHBIMHA [7,

103, 104, 115, 116].

5.2. CtpykrypHo-}a30Boe COCTOSIHME OKCH/IHOI MJEHKH HAa 000/104Ke TBYIa U3 cijiaBa 3110
nocJie kcmIyaranuu B peakrope BBOP-1000

Brnepsrie B Poccuu Ob110 IPOBEACHO JEKTPOHHO-MUKPOCKOMUYECKOE UCCIIEeI0OBAaHUE CTPYKTYPHO-
($a30BOT0 COCTOSIHHSI IIEHTPAJIbHOM YacTH OOJYyYeHHON OKCHIHOW TMIeHKH oOpa3oBaHHOW Ha
MOBEPXHOCTU 000J0uKH TB3Ja U3 craBa D110 Ha ryGuaToii ocHOBe. DTa 00o0yi0uka oTpadoTana 3
rona B coctaBe coopkun TBCA-AJIb®A na Kanununckoit ADC o Beiropanus ~ 41,6 MBt-cyT/krU.
TonmuHa 00pa3zoBaBILEiCs Ha MOBEPXHOCTH OOOJOYKHM TB3Ja OKCHAHOM IUICHKH HE IMpeBbIIIaa

& MKM.
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Jlnst ompeneneHuss CTPYKTYpPHO-(pa30BBIX TapaMeTpoOB OOIYYEHHOW OKCHIHOW IUICHKH (pa3Mep
3EpeH, (a30BbIil COCTaB, MACHTHU(PHUKAIMA CTPYKTYPHOTO COCTOSIHUS BBIICTICHUIN YacTUI] BTOPOH (a3bl
U Tpoyee) MPUMEHSIIM METOJIbI 3JICKTPOHHOM MHUKPOCKOIHUH C MCIIOJIB30BAaHUEM MHUKPOIH(PPAKIUH C
BBIIETICHHOW ~ 00MacT® ¥ MHUKPOMHUKPOIU(DpaKLUu. TpancMUCCHOHHBIE ~ 3JIEKTPOHHO-
MHUKPOCKOITMYECKUE UCCIICOBAHMS IMPOBOIMIM Ha 3JIEKTpoHHOM MuKpockone JEOL JEM-2000FX |1
npu yckopsitouieM HampspkeHun 120 xB. Jlnga ompeneneHust 3JeMEHTHOTO cocTaBa  (ha30BBIX
COCTABJIIIONIMX OKCHJHOM TUICHKH HCIOJIb30BATH HEProJUCICPCHOHHBIN PEHTI€HOCIIEKTPATbHBIN
mukpoananuzatop Genesis XMS 60 ¢pupmbr «kEDAX» (mpuctaBka K MUKPOCKOITY).

[To pe3ynbraTam 31€KTPOHHO-MUKPOCKOMMYECKUX HCCIIEIOBAaHUI ObLIO BBISBICHO HAJTHUYHUE JBYX
CTPYKTYPHBIX COCTAaBJISIIOIIMX OKCHAHOW TieHKH. Kak ¥ B HEOOJYyYEeHHOM COCTOSHHUHM, OCHOBHAs
CTPYKTYpHAsl COCTaBJISIOIIAsl OKCHIHOW TUICHKH MPEACTaBIsIeT co00i MOHOKIMHHYIO MOJIU(DUKAIIIIO
¢da3pl ZrO2, 4TO NOATBEPXKAACTCS MHMKPO- M MHUKPOMHMKPOAU(DPAKIMOHHBIMH HCCIEIOBAHUAMU
(pucynku 5.10 u 5.11). [lonepeunslii pa3mMep cTOIOUATHIX 3€peH MOHOKJIMHHON MOJAM(UKALUN OKCHJIA

nUpKoHUA cocTtanisieT ot 20 1o 60 HM.

e B e

Puc. 5.11. ludpakiponHast KapTHHA OT 3€pHAa MOHOKJIMHHOH (a3bl ZrO2
[ToMrMO MOHOKJIMHHOW COCTABIISIFOIICH OKCHIHOHM IJICHKH OBbLTO OOHApYyKEHO HE3HAYUTEIHHOE

KOJIMUECTBO TeTparoHanbHOU (as3sl ZrO2, B BUJE OTIENbHBIX 3epeH. BBUAY TOro, 4T0 MOHOKJIMHHAS U
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TeTparoHajgpHas cocrtapisitonue ¢aszpl ZrOz uUMET OJIM3KHME MEXKIUIOCKOCTHBIE PAcCTOSHUA, TO
OBIBAaCT CII0KHO BBIJCTUTH OT/AEIbHbIE PEe(IEKChl TETparoHaJbHOW (a3pl HA SJICKTPOHOTPAMME U
IPOBECTHU €€ TOYHYIO UACHTU(DHUKAIHIO.

CrtpykTypa oOosiouek TBAIOB M3 ciutaBa D110 comepXUT B CBOEM COCTaBE BBIJIEICHHS YACTHIIL
B-Nb, umeromue OLK pemerky. Kak Ob110 moka3zaHo paHee, P OKHUCICHUU 000J0YEYHBIX TPYO U3
ATOTO CIUIaBa B YCJIOBUSX aBTOKJIABHBIX MCIBITAHUN MPOUCXOAMT MPOLECC aMOp(hU3aIUK BbIICICHUI
B-Nb B okcumnoi mnéHke (cM. pucyHok 4.7). Ha paHHMX cTaausiX OKHCJICHHS, WM B 00JacTH
OKCHIHOW TUICHKH, HaXOSIICHCs BOJIM3HM TPAHUIIBI pa3jiena «MeTali-OKCcua», dacTuibl B-Nb umeror
KPUCTAIIMYECKYI0 CTpYKTypy. Ilpu mpanmpHeiinieM yBeIMYEHWHM BpPEMEHU OKHUCICHHUS, WM TMpHU
yAAJEHUHU OT IPaHULlbl pa3jiena «MeTaul-OKCUI», HAUMHAETCS MPoLecc aMoOppU3aluu YacTUIl BTOPOIl
¢da3pl B OKkcUIHOM TuleHKE. [Ipu 3TOM MeHseTCs SJEMEHTHBIM COCTaB BBIICICHUN: MPOUCXOAUT
o0eTHeHHe YaCTHII 10 HUOOHIO M 000TallleHue MO KUCIOPOIY.

[lepBoe, mpoBeneHHOE 3JIEKTPOHHO-MHUKPOCKOMUYECKOE HCCIIe0OBaHUE OOTYyYEeHHOM OKCHJIHOM
IUIEHKH, 00pa3oBaBILEiiCsl Ha TTOBEPXHOCTH 00OJIOYKH TBANA M3 ciiaBa D110 mpu mpoMBIIUICHHON
sKkciuryaTtanuu B peaktope BBOP-1000, He BbIsiBUIO Hanmuuus BblAeneHud uyactul B-Nb B cBoeMm
coctaBe. Kak ObUIO MOKa3aHO paHee, NMPU HEHUTPOHHOM 0OIydeHuH wuznenuii u3 cruaBa 2110
ucxonHble BblieneHus (aspl B-Nb mperepneBaroT CyllecTBEHHbIE M3MEHEHHs. BeposdTHo, BIuUsHHE
HelTpoHHOro oOmydyenus peaktropa BBOP-1000 Ha 3BOIOLHIO CTPYKTYpPHO-(DAa30BOrO COCTOSIHUS
OKCHJHOM IUIEHKH NPUBOAMT K PACTBOPEHMIO OOEIHEHHBIX MO HUOOMI0 yactull P-Nb, Hapsagy c
pacTBOpEHHEM YaCTHUI] MEJIKOIUCIIEPCHON paAualliOHHO-UHAYLIMPOBAHHOM (ha3bl.

IIpoBeeHHBI HYHEPrOAUCIEPCUOHHBIA PEHTICHOCHEKTPAIBHBIM MUKpOAHAIW3 IOKa3aj, 4YTO
OKCHJIHAs TUIEHKA COJEPXKHT IITAaTHOE KOJMUYECTBO HMOOHUS B CBOEM COCTaBE U IMPEJCTABISAET COOOM

dazy ZrO; (Pucynok 5.12).

Elem Wt X At X

0 K Z6.39 B7 .15
ZrEK 72.55 32.38
HbBE 1.07 0.47
Total 100.00 100.00

L "

| 4.00 2.00 12.00 16.00 2]

Puc. 5.12. PeHTreHoBCKUIi DHEPTOAMCIIEPCUOHHBIN CIEKTP U COCTaB OKCUAHOM TUIEHKH
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DNEeKTPOHHO-MUKPOCKOTTMYECKOE MCCIICIOBAHNE O0TYYEHHON OKCHUIHOM TUICHKH, 00pa30BaHHOW Ha
MOBEPXHOCTH 000J0YKK TBIJIAa U3 ciaBa D110, mokasano, 4To OHa SBISETCS JOCTATOYHO IUIOTHOM,
OJIHAKO BCTPEUYAIOTCS YYACTKH, COJCPIKAIINE B CBOEM COCTaBE HE3HAYUTEIILHOE KOJIMUYECTBO J1e(hEeKTOB
B BHUJIE OTJENIbHBIX MUKpoNoOp (pucyHok 5.13). Hannuue He3HAUMTENBHOIO KOJMYECTBA J€(PEKTOB B
OKCHJTHOW IUICHKE TIIOCIIe JKCIUTyaTallid OOOJOYKH TBAJIAa B YCJIOBUsX peaktopa BBDP-1000
CBHUICTCIILCTBYCT (0] €c BBICOKHUX 3allIUTHBIX CBOHCTBax u CONPOTHUBJICHUHA Pa3BHUTHUIO

MUKPOIIOPUCTOCTH.

Puc. 5.13. O6nacth OKCUHOM IJICHKH, COJIEpKaIasi MUKPOTIOPbI

5.3. CtpykTypHO-(pa3oBoe coCTOsIHME OKCHIHOM MJIEHKH Ha 000J104Ke TBIJIa U3 cmjiaBa 3635
nocJie KcniIyaranuu B peakrope BBOP-1000

Briepssie B Poccun Obl10 MPOBEIEHO 3IEKTPOHHO-MUKPOCKOIMUYECKOE UCCIIEI0BAaHUE CTPYKTYPHO-
($a30BOTO COCTOSIHUSI TICHTPAIbHOW YacTH OOJYYCHHOH OKCHIHOW IUICHKH, OOpa3oBaBINCWCS Ha
MOBEPXHOCTH OOOJIOUKH TBAIJMA M3 CIlaBa D635 mocie JKCIuTyaTallid B SJIEPHOM peakTope. JTa
obonouka orpabortana B coctaBe coopku TBCA na Kamununckoit ADC 6 TOIUIMBHBIX KaMIaHUM.
MakcuManbHOE BBITOPaHHE IO TBAIY cocTaBmwio ~ 72 MBt-cyr/krU. MakcumanbHas TOJIIHMHA
okcuaHOM IuleHKH Jocturia 80 MkM. CrulomHas OKCUAHAs IUIEHKAa IUIOTHO CLEIUIEHa ¢
METaJUTMYeCKOW OCHOBOM, TpaHUIlA paslielia «METauI-OKCHI» WUMEET POBHBINM mpoduias. B okcumHoi
IJIEHKE HaOJI0Ial0TCSl MUKPOTPEIIMHBI TAaHTCHIIMAIbHON OpUEHTAIH, PaBHOMEPHO paclipe/ieJIeHHbIe
o ee TOJIMHEe. XapakTep HMX pacloJOKEeHUs CBHUICTEILCTBYET O MpHU3HAKaX (opMUpOBaHUS

CJIOMCTOM CTPYKTYpPBI B OKCUAHOM IJIeHKE (PUCYHOK 5.14).



© 150KV 30 96 kg

Puc. 5.14. COM u3zo0paxeHne MaKpOCTPYKTYpPbl OKCUAHOM IJIEHKH Ha 000J104Ke 0TpaboTaBIIero
TB3J1a U3 ciiaBa 9635

Metogom TOM Obuta uccleoBaHa IEHTPaIbHAs YacTh OKCUIAHOW IUICHKA C MaKCHMAaJIbHOM
TOJIIMHOW 0K0JI0 80 MKM Ha BBICOTHOM YpoBHEe 00o0jouku TB31a ~ 3000 mm. Pesynprater TOM-
WCCJICIOBAaHHM MOKa3alli, YTO CTPYKTYpa OKCUIHOM MJICHKH 00pa30BaHHON Ha MOBEPXHOCTH 000JI0UYKU
TB3JIa M3 CIulaBa 2635 mpu NpOMBINUICHHOW sKcmutyaTanuu B peaktope BBOP-1000 cxoxka co
CTPYKTYpOH OKCHIHOW IUICHKA OOpa30BaHHON Ha 000JoYke TB3Ja M3 ciutaBa D110 B aHAIOTHYHBIX
YCIIOBUSX. 3€pHAa OKCUAHOW TJICHKU SIBJISIOTCS MPEUMYIIECTBEHHO MOHOKIMHHOW ¢azoit ZrOz, 4ro
MOJTBEPXKIAETCS MUKPOAU(DPAKIIMOHHBIMU HCcenoBaHUAME (pucyHok 5.15). Ilomepeunslii pasmep
CTONOYATHIX 3€peH MOHOKIMHHOW MoauduKanmuu OKcuia LOUpKoHUs coctaBiser (15 — 45) mm.
IToMMMO MOHOKJIMHHOW COCTAaBIISIFOIIEH OKCHUJIHOM IUJIEGHKM B €€ CTPYKType MPHUCYTCTBYET
HE3HAYUTENbHOE KOJTUYECTBO TeTparoHanbHol ¢a3el ZrO2, B BUJIe OTJEIbHBIX 3epEH.

B ucxomgnom coctosiHuu cmnaB D635 coaepKUT B CBOEM COCTaBe BblaeneHHUs yactull ¢a3bl JlaBeca
Zr(Nb,Fe)2, umetorme I'TTY pemerky. Kak oTMedanoch panee, Mpu OKHCICHUH 000JI0YEYHBIX TPYO U3
3TOTO CIIJIaBa B @aBTOKJIABHBIX YCIOBUSAX MPOUCXOAUT MPOLECC aMOp(PHU3alluu BbIJIEICHUN YacThll (pa3bl
JlaBeca B okcumHO#M meHKe (cM. pucyHOK 4.11). B obGnacTu okcHIHOHM TIICHKH, HAXOMSIICHCS Ha
paccrosiuun mopsanaka (100 — 200) HM OT TpaHHUIBI pa3liena «MEeTaI-OKCHI» HAuYWHAETCS TPOIECC
amop¢usanuu BeiAeneHuil ¢asbl JlaBeca, B pe3yibTare KOTOPOTO YacCTh BBIIEICHHUM TEpsieT CBOE
Kpuctaumaeckoe crpoerue. [Ipu noctmwkennn okcuaHoW TuieHKoM TommmHabl (500 — 600) HM, Bce
BbIieNieHUsT vactull (as3el JlaBeca mepexoast B amopdHoe coctosiHue. Hapsany c u3MeHeHueMm
CTPYKTYPHOTO COCTOSTHUS BbIIeNeHHI dacTull ¢as3pl JlaBeca, MPOUCXOIUT CYIIECTBEHHOE M3MEHEHUE
X XUMHYECKOTo cocTaBa. HuoOuil u xene3o mepexosiT U3 BBIACICHUN B OKPYKAIOIIYI0 OKCHIHYIO

IUICHKY, IPU 3TOM CaMU BBIJEJIEHUS 000ralaloTcs 0 KUCIOPOay.



Puc. 5.15. TOM uzobpaskeHre MUKPOCTPYKTYPBI OKCUIHOH IJICHKH U AU(PaKIIMOHHAS] KAPTHHA OT
3epeH MOHOKJIMHHOM (a3bl ZrO2

Ilo pesynpraTam nepsoro B Poccuu 371€KTPOHHO-MHKPOCKOIMYECKOTO HMCCIEAOBAaHUS OKCHIIHOU
IUIGHKH, OOpa30BaHHOW Ha TMOBEPXHOCTH OOOJIOUKM TBIMa M3 ciulaBa 2635 mocime 6 et
IIPOMBIIUIEHHOHN 3KcITyatanuu B peakrope BBOP-1000, noka3zaHo, 4TO CTPyKTypa OKCUIHON IJICHKU
HE COJIEP’KUT B CBOEM COCTaBe BblJeseHMH wactul (assl JlaBeca. Kak Obulo moka3zaHo paHee, npu
o0ydyeHuu u3ienuit u3 ciaasa 9635 npoucxoauT TpaHchopMaius UCXOAHBIX yacThll ¢a3sl JlaBeca.
BepositHO, BO3neiicTBHe HelTpoHHOTO 00ydeHus B peaktope BBOP-1000 mpuBOIUT K pacTBOPEHHUIO
B OKCHJTHOMW TUIEHKE TPaHC(HOPMHUPOBAHHBIX YacTHIl (pa3el JlaBeca, mpu MxX OKHCICHUU U amopdu3anuu
110 Mepe NMPOTEKaHMs MPOLEcca KOPPO3UH.

IIpoBeeHHBI HYHEPrOAUCIEPCUOHHBI PEHTICHOCHEKTPAIBHBIM MUKpOAHAIN3 IOKa3aj, 4YTO
OKCHJIHAsl TIJIEHKA COJIEPKUT HUOOMH, Kelle30 M OJIOBO B KOJIMYECTBE, COOTBETCTBYIOLIEM COCTaBY

crutaBa (pucyHoK 5.16).

Elem Wt % At %
0K 25.71 66.39
SnL 0.91 0.32
FeK 0.24 0.18
ZrK 72.08 32.64
NbK 1.06 .47
Total 100.00 100.00
Zr
0
Sn Fe o
3.00 6.00 59.00 1200 15.00 18.00

Puc. 5.16. PeHTreHOBCKUI SHEPTrOIMCIIEPCHOHHBIN CIIEKTP U COCTaB OKCUAHOM MICHKH
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DEeKTPOHHO-MUKPOCKOIIMUECKOE HCCICOBAHNE CTPYKTYpHO-()a30BOTO COCTOSHUSI OKCHIHOM
IUICHKH, OOpa30BaHHON HA MOBEPXHOCTH OOOJOYKM TBIJAa M3 CIUIaBa D635 mociie MpOMBIIUICHHO’
sKkcIuTyatauu B peaktope BBDOP-1000, mokasano, 9TO OHa COJAEPKUT 3HAYUTEIHHOE KOJIMYECTBO

nedekToB B BHIE MUKPOIIOP U MUKPOTPEIIUH (PUCYHOK 5.17).

Puc. 5.17. O6nacth OKCUHOH IJICHKH, COJIEpKaIasi MUKPOIIOPbI

5.4. BausiHue HEHTPOHHOrO 00JyYeHHs] HA Pa3BUTHE MOPHCTOCTH B OKCHIHBIX IUIEHKAX U
OKHCJIeHHe 000/1049eK TBYIOB M3 ciuiapoB J110 m 9635 npu 3xcniyaranuu B peakrtope BBIP-
1000

IlepBble pe3yabTaThl MOCIEPEAKTOPHBIX HCCIEIOBAHUNH CTPYKTYPHO-(Da30BOTO  COCTOSIHMS
OKCHJTHBIX TICHOK, 00pa30BaHHBIX HAa BHEUIHEW MOBEPXHOCTH 000JI0UEK TBAJIOB M3 cruiaBoB D110 u
D635, mokazany HaJIW4Yue ABYX CTPYKTYPHBIX COCTAaBJSIOIIUX B CBOEM COCTaBe (MOHOKJIMHHAS M
TeTparoHanbHas ¢as3bl). OTCYTCTBHE B OKCUAHOMN MIEHKE BBIICICHHUIN YacTHIl BTOPHIX (a3, TAKUX KaK
B-Nb B crumaBe D110 u da3wl JlaBeca B crutaBe D635, cBUIETENbCTBYET O BIUSHUM HEHTPOHHOTO
00JTy4eHus Ha IPOIIECC MX PACTBOPECHHUS.

KomngecTBo nedekToB B BUIE MUKPOIIOP ¥ MUKPOTPEUINH B OKCHIHOW TUIEHKE 00pa3oBaHHON Ha
MOBEPXHOCTU 000JIOUKH TB3J1a U3 criaBa D110 B yclaoBUAX HEUTPOHHOTO 00JIyueHHs, COOTBETCTBYET
KOJINYECTBY JIe(EKTOB B OKCHAHBIX IUIEHKaX, OOpa30BaHHBIX MNpPHU TMPOBEICHUM UIUTEIBHBIX
ABTOKJIABHBIX KOPPO3MOHHBIX HCIBITAHMI M He mpeBbimaer 3HaueHni (1 — 2)x10%° M3, TIpu stom
TOJILIMHBI OKCUAHBIX IUICHOK, MOJYYEHHbIE MOCIE aBTOKJIABHBIX HCHBITAHUN M MPOMBIIUICHHOM
sKcrryaranuu B peakrope BBOP-1000, umeroT comoctaBUMBbIC 3HAUSHUS.

OxcunHble TIIEeHKH, 0Opa3oBaHHBIE Ha TMOBEPXHOCTH 00OJIOYEK TBAMOB W3 cmiaBa D110 Bo
BHEPEAKTOPHBIX U PEAKTOPHBIX YCIOBHUSX, SBISIOTCS IUIOTHBIMH, HE OTCIAMBAIOIIUMHCS U HE
pactpeckuBatomumucsa. CornocraBieHUE MOIYUYEHHBIX pe3yJlbTaTOB CBUAETEILCTBYET O TOM, UTO
peakTopHoe 00JyueHHe HE BHOCUT HUKAKNX U3MEHEHUHN B CTPYKTYPHOE COCTOSIHHE OKCUIHBIX IJICHOK,
KOTOPBIC MOTJIH OBl TTOBJIHATH HA U3MEHEHNE KMHETUKH OKUCIICHHsI 000JI0YKH TBAJA U3 cruiaBa D110

npu SKcIuTyaranuu B peakrope BBOP-1000.
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HccnenoBanue NEHTpaIbHOM YacTHM OKCHIHOW IUIeHKH TommuHod 80 MkM, 0Opa3oBaHHOW Ha

MOBEPXHOCTH 000J104KH OTpaboTaBmiero B peakrope BBOP-1000 tBana u3 crutaBa D635, mokasaio,
. 20 ,,-3

YTO KOHLEHTPALUsl MUKPOIIOp B HEW HaXoAuTcs Ha ypoBHE ~ (11 — 12)x10°" M™. D10 Taxxe cpaBHUMO

C HeoOJIyuyEHHBIM COCTOSIHUEM OKCUHOH IUIEHKH, 00pa30BaHHON Ha MOBEPXHOCTH OOOJIOYKH TBAJIA U3

cruaBa 9635 mociie JTUTEIbHBIX aBTOKJIABHBIX KOPPO3UOHHBIX HCIIBITAHUI (PHCYHOK 5.18).

Mertamnt Nb, Fe OxcHOHAA ILUIeHKA
- 12
= ® ABTOKJABHBIC HCIBITAHHA
S " oy > ? |
2 10 M ITocne obGnyyenus B peakrope BBOP 1000‘. B T
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2 o
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= 6 { 2
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CeuyeHHEe OKCHOHOIN IUIEHKH OT I'PaHHlBbl pasjacia «METAUI-OKCHID», MKM
Puc. 5.18. Pacnipeenenne KOHIIEHTPAIIE MUKPOIIOP 110 TOJIIMHE OKCHTHOHN TVICHKH Ha 000JI0UYKe
TBAJ1a U3 cIiaBa 3635

Cy111eCTBEHHBIX pa3In4YMi B MUKPOCTPYKTYpPE OKCHIHBIX CJIOEB U KOHLEHTPALIUU B HUX MUKPOIIOP
1ocJie IPOBECHMS JITUTENbHBIX aBTOKJIaBHBIX U PEaKTOPHBIX UCIIBITAHUNM 000JI04YEK TBAJIOB U3 CILJIaBa
D635 He HaOMIOJAeTCs BIUIOTH JO TOJIIUH OKCHUIHBIX TUICHOK ~ 40 MKM, 00pa3oBaHHBIX MpHU
sKCIUTyaTaiuu B peakrope BBOP-1000.

Kak 6bu10 OKa3aHO paHee, B MPOLecce OKUCIEHHsI 000J0YEeK TBAJIOB MMPOUCXOIUT POCT OKCHIHOM
IUVICHKM Ha HUX T[OBEPXHOCTH 3a CYEeT MpOJBMKEHHUS (POHTA OKHCIEHUS B METAJUIMUECKYIO
LUPKOHUEBYIO MaTpully. B pe3ynbrare, BbleaeHHs] 4acTUL BTOPOI (a3bl OKa3bIBAIOTCS B OKCHUIHON
IUIEHKE, I'7Ie MMPOMCXOAUT U3MEHEHHE MX CTPYKTYPHO-(a30BOr0 COCTOSIHUS M 3JIEMEHTHOI'O COCTaBa.
Heiitponnoe o6ay4enue B peaktope BBOP-1000 crioco6cTByeT yCKOPEHHOMY BBIXOJy aTOMOB Kelle3a
u3 yactull (assl JlaBeca B OKPY’KaIOLIYI0 X OKCUAHYIO TUIEHKY MPU OKUCICHUH 000JI0YEK TBIJIOB U3
criaBa 9635, 4TO NPUBOAUT K MHTEHCUBHOMY Pa3BUTHIO MUKPOIIOPHUCTOCTH B OKCHJHOW IUIEHKE Ha
paHHUX cTaauax oOmyueHus. [locie MOCTHKEHUS OKCHIHOW IUIEHKOHM TOJIIMHBI, MPHU KOTOPOH
yactuibl ¢a3pl  JlaBeca TMOJMHOCTBIO  OOETHSIOTCS IO JKelle3y, JIabHEHIIero pa3BUTHUSA
MHUKpPOIIOPUCTOCTH He mpoucxomuT. [lociaexyrommuii pocT OKCHAHOM IIIEHKM Ha IOBEPXHOCTH
000JIOUKH TB3JIa W3 CIulaBa D635 B yCIOBHSX HEUTPOHHOTrO oOmydeHwst B peakrope BBOP-1000
IPOMCXOIUT 0€3 CYLIECTBEHHOIO0 M3MEHEHMs YPOBHS MHUKPOIIOPUCTOCTH BO BHEIIHUX CIOSAX OKCHJA.

MUKpONOpHCTOCTh OCTAETCSI HA YPOBHE, IOCTUTHYTOM Ha PaHHUX CTaAUsAX 00IydeHHs. DTOT YPOBEHb
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UMEeT 3HAaYeHHE COMOCTAaBUMOE CO 3HAUYEHHWEM YPOBHS MHUKPOIOPUCTOCTH B OKCHUIHBIX IUICHKaX
00pa3oBaHHBIX MPU JIUTEIBHBIX ABTOKIABHBIX KOPPO3MOHHBIX HCIBITAHUSIX OOOJIOYEK TBIJIOB W3
cruiaBa D635.

Takum oOpazoM, yckopeHHe KOppo3uu 000JI0YEK TBAJIOB M3 cIulaBa 3635 HabmomaeMoe Mmpu MX
sKcruryatanuu B peaktope BBOP-1000, B ycroBUSIX HEUTPOHHOTO OOJyUEHHUS, IIPOUCXOIUT HE 32 CUET
Pa3BUTHSL MUKPOIOPUCTOCTH B CTPYKTYpE OKCHJHBIX IUIEHOK. Ha mnpoTskeHun Bcero cpoka
AKCIUTyaTaluy W3 KOHLEHTPAlUs MUKPONOP B CEYEHMSX OKCUIHOW IJICHKM YAAJEHHBIX OT
TPaHULbI pa3fena «MeTaul-OKCU» CYIIECTBEHHO HE M3MEHSAETCS M HaxoauTcs Ha ypoBHe ~ (11 —
12)x10%° m3. HeitrporHoe 0011y4eHHe CIOCOOCTBYET JIMIIb YCKOPEHHOMY 00pPa30BaHHIO0 MHKPOIIOP (B
CpPaBHEHUU C PA3BUTUEM MHUKPOMOPHUCTOCTH B YCJOBHUSX ABTOKJIABHBIX HCIIBITAHUN) B CTPYKTYpeE
OKCHJIHBIX IJIEHOK Ha HauyaJbHOW CTaJUM OKHUCIIEHUs yacTull (a3bl JIaBeca, 3a cueT JOMOIHUTEIBHOIO
BKJIaJla PpaJualliOHHO-CTUMYIHUPOBaHHON auddy3un aromoB xerne3a. JlocTuraemslii ypoBeHb
MUKPOIIOPUCTOCTH B OOJYyYEHHOW OKCHAHON IJIEHKE HE 3aBUCUT OT HEUTPOHHOTO OOJIy4eHUS
(IMMHUTHPYIOMIETO CKOPOCTh MOPOOOPA3OBAHMSI), a OIPENENACTCS TOJBKO HATMYUEM YacTHIl (hasbl
JlaBeca B cTpyKType MarepHualla i COOTBETCTBEHHO COJIEPKaHUEM JKEJe3a B CILIABE.

ConocraBneHue pe3ysibTaTOB 10 KUHETHKE OKHUCICHUS M CTPYKTYpE OKCHAHBIX IUICHOK,
00pa30BaHHBIX Ha MOBEPXHOCTH 00OJIOYEK TBIJIOB M3 CIUIaBOB OuHapHO# cuctembr Zr-Nb (9110) u
MHOTOKOMIIOHEHTHOH cuctembl Zr-Nb-Sn-Fe (D635) B ycrioBHsX aBTOK/IaBa M PEAKTOPHOIO
00JyyeHHs] OKAa3bIBAET, YTO OCHOBHBIM (DAKTOPOM, HETATUBHO BIIMSIOIIMUM HAa YCKOPEHHE KOPPO3UU
o0oJioueKk TB3JI0B U3 criiaBa D635 mpu skciuryatauuu B peaktope BBOP-1000, siBasercs Hamuune
0JIOBa B TBEPJIOM PacTBOPE.

Pe3ynbpTaTel mpoBeAeHHs SIEKTPOHHO-MUKPOCKOMUECKUX HCCIEAOBAHUN CTPYKTYpHO-(Pa30BOTO
COCTOSIHUSI TIOKa3bIBalOT, YTO OJIOBO, BXOJSIIEE B COCTaB CIUIaBa, HE OOpa3yeT BbIIEICHHUI BTOPOM
da3pl WM KaKuX-TMOO cerperanuii HU B MaTepHalie MaTpUllbl, HA B OKCHUIHBIX ITUICHKaX
00pa30oBaHHBIX HAa MOBEPXHOCTH OOOJIOUEK TBIJIOB W3 CIUIaBa D635 mpu MpOBEIEHUM aBTOKIABHBIX
UCIBITaHUH U 3KcrutyaTauuu B peakrope BBOP-1000, a HaxoauTcsi B TBEpAOM pacTBOpe. Y CKOpeHue
KOPpPO3WH 000JI0YECK TBIJIOB U3 CIUIaBa D635 mpu HEUTPOHHOM 00ydeHHH B peakrope BBOP-1000
MOJKET OBITh CBSI3aHO C U3MEHEHUEM BAJIEHTHOCTHU OJIOBA, B PE3yJIbTaTe KOTOPOI MOBBIIIAETCS YUCIIO
AHUOHHBIX BaKaHCHA B OKCHUIHOW TUICHKE. YBEIMYCHHE 4YKCIia AaHHMOHHBIX BAaKaHCUH B OKCHIHOMN
IUIEHKE MPUBOJMUT K BO3PACTAHUIO CKOPOCTH AU(P(Py3un HOHOB KHCIOPOAA Yepe3 OKCUIHYIO IJICHKY K
TpaHUIle pa3jiela «MEeTALI-OKCHI» ¢ oOpa3oBanmeM coenuHeHus ZrO;. HeliTponHoe oOmydeHue
MPUBOJIUT K CTUMYJIUPOBAHUIO TU(DPY3MOHHBIX MPOIECCOB MUTPAIIMU MOHOB KUCIIOPOAA B OKCHUIHOU
IUICHKE 33 CUYET PAa3BUTHUS PaJAUAlMOHHO-WHAYIIMPOBAHHBIX BAKAHCHOHHBIX IyTeH, 00pa30BaHHBIX

HN3MCHCHHUEM BAJICHTHOCTH OJIOBA IO O6Hy‘{€HI/ICM.



95

Takum oOpa3oM, TMOBBHIIICHUE KOPPO3HMOHHOW CTOMKOCTH OO0OJIOYEK TBIJIOB M3 CIilaBa 2635

HAIpsaMYH CBA3aHO CO CHMXKCHHUCM COJACPIKaHHA O0JIOBA B COCTABC CILJIaBa.

5.5. CtpykTypHO-(pa3oBoe COCTOSIHHE OKCHIHBIX ILIEHOK, OOpPa30BAaHHBIX B YCJIOBHSIX
peakTopa PWR

B merne Xannen peakropa ocymectieH mpoekt IFA-728, B paMkax KOTOPOTO OBUIHM IMPOBEICHBI
UCIBITaHUS SKCIIEPUMEHTAIBLHBIX TBAJIOB 10 CTOMKOCTH K KOPPO3UU U HaBOAOPOKUBAHUIO B YCIOBUSX
PWR. MarepuanoMm sl HCCIEIOBAaHUN MOCITYXKWIH OOOJOYKU HKCIEPUMEHTAJIbHBIX TBAJIOB C
BHEIIHUM AuamMeTpoM 9,5 mm u TommuHor crenku 0,57 mm u3 cruiaBoB D110ont, D110M, D125 u
D635M.

HcnpiTanus 5KCIIEpUMEHTATBHBIX TBAJIOB C JUTMHON TOIIMBHOTO cToj0a 200 MM IpOBOJMINCH B
nemie XalJeH peakTopa MpU 3aJaHHOM Ha HApPYKHOM MMOBEPXHOCTH OOOJIOYEK pacyeTHOU
temrepatype 351 °C B Gopuo-iutueBom ((10 £ 1,0) ppm Li; (1530 — 1700) ppm B) Boaxo-
XUMHYECKOM PEXHME ¢ 00BEMHBIM MapocoaepkanueM 110 2,0 % u nmurenbHocThio 907 3 PeKTHBHBIX
cytok. OnnoBpemeHHo B AO « BHUMHM)» BbInoHEHBI KOPPO3UOHHBIE UCIIBITAHUS 00PA3IOB TEX K€
000JI04EYHBIX MaTepUaIOB BO BHEPEAKTOPHBIX YCIOBUAX B aBTOKJIABE C BOJON aHAJIOTMYHOTO COCTaBa
U TpHU TOHM ke TeMIeparype, 4YTo U B XajaeH peakTope. JTUTeNbHOCTh aBTOKIJIABHBIX HCIBITAHUN
cocraBuia 930 cyTok.

Ha pucynke 5.19 mnpencraBieHbl pe3ynbTaThl TPOBEACHHUS KOPPO3HOHHBIX HCIIBITAHUI
000JI0YEeK TBAJIOB B Tpoliecce 00ayueHHs B XajjIeH pPeakTope, B CONOCTaBICHUHU C JIAHHBIMHU MPHU

OKHCJICHUU B ABTOKJIAaBHBIX YCJIOBUAX.
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Puc. 5.19. KOppOBI/IOHHLIC XapaKTCPUCTUKU UCCIICAJOBAHHBIX TB3JIOB BO BPEMs O6Hy‘-ICHI/I$I

(3aKpallileHHbIe MapKepbl), B COMOCTABICHUH C JaHHBIMU aBTOKJIABHBIX UCIIBITAHUN
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[TonyuenHble gaHHBIE TOKA3BIBAIOT, 4TO mocie 430 3 PeKkTUBHBIX CyTOK 00Jy4eHHs (BBITOpaHUE
26 MBrt-cyr/krU) mnpoucxoauT YCKOpPEHHE KOPpPO3UH Ui OOOJIOYKHM TBAJIAa M3 CiulaBa D635M,
TOJILIMHA OKCUJHOM IUVIEHKH Ha KOTOPOM IO OKOHYAHUU HUclbITaHuK gocturaer 60 Mmxm. Kpome Toro,
OKCH/JIHAs TUIeHKa cIuiaBa D635M Oosiee CKIOHHA K IPOHUIIAHUIO BOJOPO/IA, T.K. €r0 KOHIEHTpALUs B
cruiaBe 9635M Gosiee BbICOKasi IO CPAaBHEHHIO C OCTaJIbHBIMU CIUIABaMH MPU OJUHAKOBOM TOJIIHMHE
OKCHJIHOU TuleHKHU (pucyHok 5.196). Kuneruka xoppo3uu obonouek u3 crutaBoB J110ont, 3110M u
D125 B wuccimeayeMoM JHana3oHe BBITOPAHWN HMMEET CKIOHHOCTh K 3aMeJIeHHI0, a Hauboiee
KOPPO3MOHHOCTOMKUMH OKa3aJiuCch 000JI0YKK M3 ciiaBa D125, O6omoukn u3 crmaBoB D110ont u
D110M uMerT OIM3KYH0 CTOMKOCTh K KOPPO3HH, KaK B YCJIOBHUSAX aBTOKJIaBa, TaK U B PEAKTOPHBIX
YCIIOBUSIX.

[Tocne mpoBeneHUsT HKCIEPUMEHTOB B XajJeH peakTope, oOpasibl TB3JIOB OBUIM HANpaBJICHBI B
«ropsiuney» kamepbl CTyICBUKA A NOJIYYEHUS JAAHHBIX OO0 SBOJNIOLMU CTPYKTYPHO-(a30BOro
COCTOSIHUSL U 3JIEMEHTHOI'O COCTaBa OKCHJHBIX IUIEHOK, OOpa30BaHHBIX Ha MOBEPXHOCTH 000JI0YEK
TB3JIOB, IpH 00yueHuu B ycinoBusax PWR.

Jlia nposenenuss COM uccienoBaHuil UCIIONIB30BAJICS CKAaHUPYIOUIMM 3JIEKTPOHHBIH MUKPOCKOI
Zeiss Auriga, OCHALLICHHbII HCTOYHUKOM c(hoKycupoBaHHOrO MOHHOrO mydka raums (OUIT). Kpome
TOro, MUKpockon obopyznoBaH cucremoir Trident or EDAX, conepaieil sHEproaucepCuOHHbIA U
BoTHOtMcriepcuoHHbI criektpoMerpel (EDS, WDS), a Ttakxke nudpakimoHHyro kamepy 0OOpaTHO-
paccestHHBIX 351ekTpoHOB (EBSD). HccnenoBanust ObuUIM NMPOBEAECHBI IPU YCKOPSIIOIIEM HAINPSKEHUU
mukpockomna 20 kB.

COM wuccnenoBanusi ObTM BBINOJIHEHBI C aKIEHTOM Ha MOP(OJIOTHUIO OKCHJHBIX IUIEHOK M
U3y4eHHe IEeMEHTHOro cocTaBa oOpasioB. Ha pucynke 5.20 nmoka3aHbl OKCHHBIE CIIOU AJIs1 000JI0UYEK
TB3JIOB Kak0ro cruiaBa. OkcuaHas rieHka ciaBa 9635M otnuvaercs oT apyrux. OHa umeert 6osee
HU3KYIO CKJIOHHOCTh K OOpa30BaHUIO HENPEPHIBHBIX TAHTEHIMAIBbHBIX TPEIIMH, a B €€ CTPYKType
HaOJII01al0TCS TUIOTHBIE palialIbHbIe «BEHbD. AHAIN3 MOPQOJIOTHH OKCHJIHBIX IJICHOK ITOKa3bIBAET,
YTO CTPYKTYpPa OKCUIHBIX CIOEB, 00pPa30BaHHBIX HA MOBEPXHOCTH 000JOYEK TBAJIOB U3 CIUIaBOB D125
u D110onT conepxuT OoJiblee KOJIMYECTBO MEJIKHX IOp, MO CPAaBHEHUIO CO CTPYKTYpOH OKCHIHOMN
wieHku criaBa D110M. B tabnune 5.1 mpuBeaeHb KOJIMYECTBEHHBIE XapaKTEPUCTUKH OKCHJIHBIX

IJICHOK, IMMOJIYYCHHBIC 11O PE3YyJIbTaTaM, CoM HCCJIeIOBaHUM.

Tabmuua 5.1 — XapakTepucTHKU OKCHIHBIX TJIEHOK

TonmuHa OKCUIHOM KomnuectBo citoes B
Cmias . CpenHsist TONIIMHA CI0E€B, MKM
IUICHKHA, MKM OKCHIIHOH IIJIEHKE
2635M 454 23 2,0
2110M 17,1 6 2,9
9110onT 16,7 6 2,8
2125 12,1 4 3,0
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Oxide thickness: 17.1 um Oxide thickness: 16.7 um
# of oxide layers: 6 # of oxide layers: 6
T0m EHT=2000kV  FIB EHT = 0,000 KV Tik Com, = O 36.0° 10pm EHT=2000%V  FIB EHT = 0,000 kv Tit Comn. = O 360
= il = = S| 1 }_" = = B 1
s Jparn mwmes i s SHIVIK M e e i Studevik

Oxide thickness: 12.1 um
# of oxide layers: 4

T - : T0m .

EHT = 2000 kv FIB EMT = 0,000 kV TitCorm. = O 45.0 . EHT = 2000 kv FIB EMT = 0.000 kv Tit Corm. = Off 63.0
— Mag= 100KX FlBMag= 230X sgma=ntsesc Studsvik — Mag= 100KX FIBMag= 189X sewa=wsesc Studsvik
636M WD = 84 mm FIB Probe = 30kV:10nA StageatT= 00° SEM WD = 10.4 mm FIB Probe = 30KV50pA StageatT= 00 SEM

Oxide thickness: 45.4 um
Estimated # of oxide layers: 23

Puc. 5.20. Mopdonorus okcuaHbIX miaeHok cimiaBoB J110ont, 9110M, 3125 u 2635M
Ha pucynke 5.21 mpencraBieHbl pe3yibTaThl BOJHOIUCIIEPCHOHHOTO PEHTTEHOCHEKTPATBHOTO
MHKpPOAHAJIN3a JMHEHHOTO paclpeeseHNs] 3JIEMEHTOB, BOIM3M TPaHHULBI Pajiela «METaJlI-OKCH).
[TokxazaHo, YTO OKCHIHBIE IUIEHKH JI KaXJOrO CIIaBa SIBJSIOTCS TOMOTE€HHBIMH IO 3JIEMEHTHOMY
coctaBy. CooTHomeHue coaepkanus Zr 1 O B OKCHAHBIX IUIEHKAaX OJU3KO K CTEXMOMETPHUECKOMY
coctaBy. He Ob1710 00HapyKeHO KaknX-TH00 MpUMecel MM 3arpsi3HeHNH, 3a CKIIIOYEHUEM YTIIepo/a,

KOTOpPBIN BCEr/la MPUCYTCTBYET HA MOBEPXHOCTH 00Pa3llOB MOCIIE IPUTOTOBICHHUS.
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Puc. 5.21. Pezynprarel WDS nuHeiiHOTo ckaHupOBaHHS BJOJIb TPAHUIIBI pajiesia «METaI-OKCH )

Ha pucynke 5.22 mnpexacraBnensl pesyibTatel EDS-kapTupoBanus, xotopoe ObLIO MPOBENEHO
BOJIM3M IpaHUIbl pa3zzena «metami-oken». Ha EDS-kaprorpamme, nomyueHHOH a1 000J10YKH TBAJIA
U3 cruiaBa 3635M, 4eTKo BHIHO MPHUCYTCTBUE KPYIHBIX BBIICICHUHN YacTHIl BTOpoid (ha3bl. [ImoTHOCTH
BBIJIeNIEHUH BTOpOii (pa3sl ((hasel JlaBeca) cymecTBeHHO O0IIbIe B MATPUIIE OCHOBHOTO METAJUIA, YEM B
OKCHJIHOH IIeHKe. [IoMHMO TOro, 4To B OKCHJHOM IJIEHKE OCTAeTCsl MEHbILIE YacTHll, cojepxanue Fe
B HUX TaK)K€ 3HAYMTENbHO HIDKE. JTO YKa3blBaeT Ha TO, YTO YacTULbl BTOPOHl ¢a3bl BexyT ceds
HECTaOMJILHO B OKCHIHOM IUICHKE, OOCTHSIOTCS I10 JKeJe3y M BIIOCIEACTBUU pacTBOpstoTcs. [pyrue

matepuaisl (3110onT, 3110M u D125) UMEIOT B CBOEM COCTaBE CIHUIIIKOM MEJIKUE BBIICICHUS YacTHI]

BTOpOH (ha3bl Ui TOrO, YTOOBI UX MOXHO ObLTO 00HapYkuTh Ha EDS-kapTorpammax.

Puc. 5.22. Pezynprarsl EDS-kapTupoBanust BOIM3M IpaHUILIBI pajieia «METaI-OKCUI»
[To pesynpraram COM wuccneqoBaHUM MOKa3aHO, YTO OKCHUJIHBIE IUIEHKHM HMMEIOT CIOUCTYIO

CTPYKTYpYy, NMpPUYEM CJIOM OTAENEHBI JPYr OT JApyra MUKPOTpEIIMHAMU MapajuleNbHBIMH TPAaHUIIE
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pasnena «meramui-okcua». Ilo koiaumdecTBy 0Opa30BaHHBIX CIOEB OKCUAHOM IUIEHKH W UX TOJIIMHE
MOHO CYJIUTh O KUHETHUKE OKHUCJICHHs. Haniaydmmmu 3allMTHBIMA CBOMCTBAMU U, COOTBETCTBEHHO,
HaMMEHBIIEH CKOPOCTBIO POCTa O0O0JaNalOT OKCHUIHBIE IUICHKH, COCTOSIIIUE W3 HAWMEHBIIETO
KOJIMYECTBA CJI0EB MAKCUMAJIbHOM TOJIIUHBL.

Jna mpoBenenuss TOM wuccnenoBaHuil CTPYKTYpHO-(a30BOTO COCTOSIHUSA OKCHUAHBIX IJICHOK
UCIIOJIb30BAJICS MPOCBEUMBAOIIMN 1eKTpoHHbIM Mukpockon JEOL JEM 2100F. Muxkpockon
OCHAIIIEH SHEProJUCIIEPCHOHHBIM PEHTICHOCIEKTPAIbHBIM MuKpoananuszaropom (EDS) (Oxford
Instruments — X-MaxN 80 TLE) u cnekTpoMeTpoM XapakTEPUCTHIECKUX TTOTEPb SHEPTHH AJICKTPOHOB
(EELS).

Ha pucynke 5.23 mnpenctaBieHO CTPYKTYpHOE COCTOSIHHE Pa3IMYHBIX YacTe OKCHIHBIX TUICHOK,
00pa30BaHHBIX Ha TTOBEPXHOCTU 000JI09eK TBAIOB U3 cruiaBoB D110ont, 3110M, 5125 1 3635M nipu
o0nyuenun B XangeH peaktope. MneHTu(UUIMPOBAaTh KPUCTAIIIMYECKYIO CTPYKTYPY OKCHAOB OBLIO
BEChbMa 3aTPYJHUTENIBbHO, OJJHAKO PE3yJIbTAaThl ANMEKTPOHHON AU(PPaKIMK YKA3BIBAIOT HA MOHOKIMHHYIO
pemetky ¢assl ZrO2. Kpome Toro, aHaims cTpyKTypbl OKCHIHBIX TICHOK ITOKA3bIBA€T, YTO POCT 3€PEH
IPUMEPHO OJAMHAKOBBIN JJISl KQXJI0T0O CIUIaBa. bOJIBIIMHCTBO 3€peH MMEIOT CTOJIOYAaTOe CTPOEHHUE, 3a
UCKITIOYCHHEM OJIM3KO PACIIOIOKEHHBIX K TAaHT€HIUAIBHBIM TPEIIMHAM, I/ie HaOII0JaroTCs MeJKue,

PaBHOOCHBIC KPpHUCTAJIJINTHI.

0) CrutaB D125: rpanuIia pazuena «METaJlI-OKCHI)
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r) Crutas D110omT: rpanuna pasziena «MeTamuI-OKCUI)

Puc. 5.23. MuKpoCTpyKTypa OKCHAHBIX TUIeHOK crutaBoB D110ont, 3110M, 2125 u D635M

PesynbraTel TOM uccnegoBaHusi OKCHIHBIX TUICHOK MTOKA3bIBAIOT, YTO B OCHOBHOM OKCH/THBIE CIIOU
COCTOAT U3 CTOJOYATHIX 3€pPEH, OPHEHTUPOBAHHBIX B HANpABJICHUHU MEPHEHIUKYISIPHOM K TpaHULE
pasziena «MeTauI-OKCH ), IEPUOINYECKH NTpephIBaéMble TOHKHMMHU CJIO0SMU PaBHOOCHBIX 3€peH BOJIM3H
TaHTEeHIMATBHBIX TpemuH. bonee neranpHOe M3ydeHne Mopdonoruu crondouaTeix 3epeH ¢aszsr ZrO:
JUTSL Pa3JINYHBIX CIIABOB ITOKA3bIBAET HECOOTBETCTBUS B MX CTpoeHUH ((hopMma u pa3mep 3epeH). Tak, B
OKCHJIHOW IUIeHKe crutaBa D125 cronmbuaTble 3epHa IIMpe U JUIMHHEE, YeM Ui OKCUIHBIX CIIOEB
JpyTUX CIUIAaBOB, a TaKXe IUIOTHOCTh PAaBHOOCHBIX 3€pEH CYyIIEeCTBEHHO Hmke. Kpome Toro,
cTon0YaThle 3epHa B OKCUIHOM IUIEHKE cIulaBa D125 XOpoIo OpUeHTUPOBAHBI 110 OTHOLIEHHUIO JIPYT K
JpyTy, 3TO HAOII0JAOCh MO0 KOJUIEKTUBHOMY U3MEHEHUIO UX KOHTpPACTa MPH HAKJIOHE oOpasua. 3epHa
OKCHJIHOW TUJICHKH cIuiaBa D635M pearupoBaiy Ha HAaKJIOH WHAMBUIYalIbHO, MEHSS CBOM KOHTpACT,
BHE 3aBHCHMOCTHU JPYT OT Apyra. OTO O3HA4aeT, YTO CTOJIOYaThle 3epHa B OKCUAe cruiaBa 2635M
MMEIOT BBICOKYIO CTeTIEHb pazopueHTaru. CTpyKTypa OKCUIHBIX IUIeHOK ciaBoB D1 10ont u 3110M
XapaKTepu3yeTcs MeHee IUPOKUMH CTOJI0YaThIMU 3€pHAaMH, B CPaBHEHHMH cO ciaBoM D125, ogHako
CTETEHb UX PAa30PUEHTALMU SBJSIETCSA JOCTATOYHO HU3KOH. TakuM oOpa3oM, OKCHAHBIEC MIICHKH IS
crutaBoB J125, 3110ont u 3110M ¢ HU3KOH CKOPOCTBIO KOPPO3MM COAEPKaT NMPEUMYIIECTBEHHO

YETKO OPHUCHTUPOBAHHEBIC, KPYITHBIC CTOJI0YATHIE 3€pHA, TOraa KaK OKCHAHasA INNICHKA JJid CIlJlaBa
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D635M Cc BBICOKOM CKOPOCTBIO  KOPPO3UHM  COJCPKHUT  TMPEUMYIIECTBEHHO  HEOOJBIITNE
pPa3OpHEHTUPOBAHHBIE CTOJIOYATHIE 3epHA.

CTpyKTypHBIE COCTOSIHMSI Y4YacTKOB TI'PAHMLBI pa3fena «MeTaUI-OKCHUI» IOKa3bIBAIOT, YTO Ha
MMOBEPXHOCTH 00O0JIOUKHM TB3JIa M3 ciuiaBa J125 oOpa3yeTcst caMblil INIOTHBIA OKCUIHBIN ciior. Tem He
MeHee, BBbIIEJCHHs] YacTUll BTOpoM asbl JUis 3TOrO CIjlaBa TECHO CBSI3aHBI C 0Opa3oBaHUEM
nopuctoctu B okcuie. I[lo pesynbraram npoBeaeHHbIX TOM uccnenoBaHUM BUAHO, YTO BBIJCICHUS
BTOpOH (ha3bl, HAXOSAIIMECS B OKCUJHOW IUIGHKE y TPAHUIBI paszesia «METauI-OKCUI», TPUBOIAT K
00pa3oBaHUIO MOp WIM MHKPOTPELUIMH Ha TpaHHIe pasfeNa «4acTULA-OKCUA». OTU Je(EeKThI
OKCHJHOM IJICHKHM OOpalleHbl B CTOPOHY BHEIIHEH MoBepXHOCTU (OT MeTaia). Takoe sBieHHE
HanboJiee OTYETIMBO HAOIIOJAETCsl BOIM3M TPaHUIIBI pa3jesia «MeTaui-okcuay craBa J125. To xe
camoe siBJieHUE ObTO 0OHAPY)KEHO B MUKPOCTPYKTYPE OKCUAHBIX IUICHOK ciiaoB D110M u D3110omr.
Takum 00pa3oM, MOKHO OTMETHTh, 4TO ciutaBbl cucteMbl Zr-Nb, comepskamme uactumbsr 3-Nb,
CKJIOHHBI K OOpa30BaHHUIO HECIUIONIHOCTEH BOJHM3U BbIACNEHUH, NMPEUMYIIECTBEHHO Yy TPaHUIIbI
pazzena «Mmeraiui-okcu». M3BectHo, uto vactuisl B-Nb mpu nepexose U3 METaTHueCKONH MaTPHIIbI
a-ZI' B OKCUJHBIN CJIOH OCTal0TCS HEKOTOPOE BpeMs B KPUCTAJUIMUECKOM COCTOSIHMM. B cBsizu ¢ TeM,
YTO YyAENbHBIM O0BEM YacTUIBI MEHbINE YAENbHOTO 00beMa OKCHIA, BO3HUKAET HAMPSHKEHHOE
COCTOSIHME Ha IPpaHUIIEe pa3jiena «JacTULA-OKCU». 3a CUeT BBbIXOAa HHOOMS U3 BbLAeIeHUN -Nb npu
UX TEepexosie U3 KPHUCTAUIMYECKOTO COCTOSIHUS B amMopgHOe, M0 Mepe POCTa OKCHJHOM IUIEHKH,
IMPOUCXOUT peNaKcanusl HalpsDKEHUH, YTO MPUBOAMT K OOpa30BaHUIO MHUKPOTPELIMH Ha T'paHHULE
pasziena «dactuna-okcua». Ilomumo nedextoB BOmM3M BbmeneHuit B-ND u  Hamuums crioes
TaHTe€HIMAJIBHBIX TPEIINH, OOHAPY)KEHHBIX B OKCUJHBIX IUIeHKax cruiaBoB 2125, 3110M u 3110omnT,
3HAUUTENBHON JAErpajalliid MX CTPYKTYpbl HE BbIABICHO. [l OKCHMAHOM IUIEHKH craBa J635M
HAnpoTUB, HAOIIOAAETCS CYLIECTBEHHAs Jerpajalusi €€ CTPYKTYpbl, KOTOpas COJEPKUT BBICOKYIO
KOHIEHTPALMI0O MHUKPONOpP M MUKPOTPEUIMH MO BCeW TonmuHe. Pa3BuTas mOpPUCTOCTh OKCHUIHOU
IUIEHKH, HaOmojgaemas s criaBa D635M, CyIIeCTBEHHO CHIDKAeT €€ 3allluTHBIE CBOMCTBa, B
CpPaBHEHHUHU C OKCUJHBIMU TUIeHKaMu c1iaBoB D110ont, 3110M u D125.

[To pesynbpratam mpoBeneHHoro EDS anammza ObuM TOMYYEHBI KapTOTpaMMBI pacrpeieTeHHS
JIETUPYIOIIMX 3JIEMEHTOB IO TOJIIMHE OKCHAHBIX IMJEHOK. [lodyyeHHbIe JaHHbBIE MOKa3bIBaOT, YTO
JIerpaiMpOBaHHbIEC YUYaCTKH OKCUIHOW IUIEHKHU cIu1aBa J635M, copepkaliye nopbl 1 MUKPOTPEIIHHBI,
BO MHOTHX ClIydasx oOOramieHbl o jxene3dy (pucyHok 5.24). Kak Obuto TOKa3zaHO paHee Ha
HeoOy4eHHBIX oOpa3lax, BBIXOJ *eye3a U3 yacTull ¢a3bl JlaBeca B OKCUIHOW IUIEHKE MPUBOAMT K
00pa3oBaHUI0 MHKPONOP W MHKPOTPELIUH, YTO IMOJHOCTHIO COTJIaCyeTcsi € MOJYyYEeHHBIMU

pe3yJibTaTaMu.
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Puc. 5.24. KaprorpamMMsl JIETUPYIOLIMX 3JI€MEHTOB [0 TOJIIMHE OKCUAHOM MJIEHKH cIuiaBa 3635M

DOHEeproAMCIepCUOHHBI MUKpOAHAIN3 TaKXKe ITOKa3bIBA€T IPUCYTCTBUE BBIICICHUNA YaCTHUIL
BTOpPBHIX (a3 BO BCEX YYacTKax OKCHAHBIX IUICHOK. BO3MOXHO, MPHUCYTCTBYET TEHICHIHUS II0
CHIDKEHHMIO KOHIEHTpAllMU YacTHIl B OKCHJIHBIX IUIEHKAaX 10 Mepe UX pocTa (Ipu HpUOIMKEHUH K
BHEIHEH MoBepxHOCTH). OJHAKO MOJHOTO PAacTBOPEHHUS YacTHUIl BTOPOM (a3bl B HCCIEIOBaHHBIX
OKCHJIaX HE HAOIIOIAETCs, YTO MOXKET OBITh CBS3aHO TAK)KE C HU3KHM YPOBHEM (QItoeHCa OBICTPBIX
HEHTPOHOB NpH 00TyueHnn B Xanaed peakrope (~ 2,0x10% ecm? (E > 0,1 MaB), 4To cOOTBETCTBYET
HOBpeXaaroIeit 103e ~ 2,5 cHa).

ITo pesynbratam nuueitHoro EDS ckanupoBanus Obuta ompeneneHa aud@y3voHHas TayOHHA
IIPOHUKHOBEHUSI KUCIOpoAa B Marepuain marpuibl. Jns crmaBa D635M sTa BenmnuMHa cocTaBHiIa
okoo (100 — 150) um, a mns cmwraBoB cuctembl Zr-Nb (3125, D110M u 3110o0mnT) oKoJI0
(250 — 300) HMm.

5.6. AHaiM3 BJIMSIHMSI JIETHPYIOLIEr0 COCTAaBAa HA JKCIUIyaTAMOHHbIE XapPAKTEPHUCTUKH
IHUPKOHHEBBIX CIIABOB

B kxauecTBe 00pa3noB I U3yYSHUs BIUSHUS JIETHPYIONIETO COCTaBa Ha XapaKTEPUCTUKU CIIJIAaBOB
IIUPKOHHUSI B YCJIOBUSIX HEUTPOHHOTrO OOJy4yeHHs, ObLIM BbIOpaHbI 00paslibl 00OJOYEUHBIX TPYO,
U3TOTOBIICHHBIC M3 AKCHEPUMEHTANbHBIX crutaBoB 02 — O8 cucremsr Zr-Nb-Sn-Fe, pasnuuaromniuecs

coJiepKaHueM HHOOHs, 0JT0Ba | *keie3a (Tadmuima 5.2).
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Tabmmna 5.2 — XuMu4decKnii coCTaB MCCIIENOBAHHEIX CIIJIAaBOB, Mac. %

Cmuias Nb Sn Fe 0]
02 1,02 0,41 0,33 0,09
03 1,64 0,40 0,33 0,09
04 2,33 0,40 0,32 0,09
05 1,03 0,59 0,34 0,09
06 1,02 0,58 0,18 0,10
07 2,37 0,41 0,23 0,09
08 1,00 1,08 0,33 0,09

2635 1,06 1,16 0,41 0,09

D635M 0,80 0,80 0,33 0,075

2110 1,00 - 0,01 0,04

D1100mT 1,00 - 0,04 0,08

2110M 1,03 - 0,094 0,125

D125 2,50 - 0,035 0,07

Koppo3suonnoe noseoenue. llepen npoBeneHrneM aBTOKIaBHBIX UCTIBITAHUHN, 4acTh 00pa3I0B B BUJE
BBIPE3aHHBIX U3 TPYO CErMEHTOB IIUPHUHON 6 MM M anuHONW 70 MM OOMyYaluch IpHU TEeMIeEparype
(315 — 330) °C 1o dumroenca 2x10%2 cm? (E > 0,1M»3B) B HcClIeI0BaTENECKOM PEAKTOPE HA OBICTPHIX
HeliTpoHax BOP-60 ¢ HaTpueBbIM TEMJIOHOCUTEIIEM.

Jlns  mpoBelneHUsT KOPPO3UOHHBIX HCIBITAHUNM OONYyYEHHBIX UM HEOONYy4EHHBIX 00pasloB
WCIIOJIb30BAaH aBTOKJAB, pa3MelleHHbI B 3amuTHOM kKamepe AO «['HI[ HMMAP». Hcneitanus
npoxoawu npu Temneparype 350 °C wu nmaBnenum 16,3 MIla B AMCTHIINIMPOBAHHOW BOJE C
koHuentparueit Li — 10 ppm, B — 1600 ppm u pH — (7,3 — 7,5) B Teuenue 240 cyToK.

Pe3ynbpTaThl aBTOKJIABHBIX HCHBITAHUH HA KOPPO3UIO TPEACTaBIeHH B Tabmuie 5.3 B Buue
KOPPO3HOHHBIX TIPHBECOB M PACCYMTAHHBIX 110 HUM TOJIIMH OKCHIHOM TieHKH (15 Mr/mm?2 = 1 Mm).

W3 mansbIX Tabmuis 5.3 BuaHO, uTo cruiaBbl 02, O3, 05, 08, 2635 u D635M ¢ conepxanuem Nb
ot 0,8 1o 1,64 %, Sn ot 0,4 1o 1,16 % u Fe na yposne (0,33 — 0,41) % nokasaiu ycuieHue KOPPO3Uu
MOCJIe MPeBAPUTENHHOTO HEHTpoHHOTO 00yueHus. s craBoB O4 u O6 ¢ conepxanuem Nb 2,33 u
1 %, Sn 0,4 u 0,58 % u Fe 0,32 u 0,18 %, cOOTBETCTBEHHO, MPEABAPUTEIHHOE HEUTPOHHOE O0TyUCHHE
NPaKTUYECKH HE OKa3aJlo BIMSHUSA HAa MU3MEHEHHE UX KOPPO3UOHHOTO MOBEJCHUH, MO CPABHEHHIO C
HEOOJTydeHHBIM COCTOSTHHEM. [lONIOKUTEeNbHOE BIIMSHUE HEHTPOHHOTO OOJYYEeHHS OTMEUEHO st
craBoB  cuctemMbl  Zr-Nb, ocoOeHHO ¢ yBenmnueHuWeM cojaepxkaHus Nb B criaBe 110
2,5 %. Takxke MONOXUTENbHOE BiIMsAHUE 00OdydeHus HaOmonaerca y crmiaBa O7 ¢ copep)kaHueM

2,37 % Nbu 0,23 % Fe.
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Ta6mmia 5.3 — Pe3ynbTaThl KOpPO3WOHHBIX UCTIBITAaHUH 32 240 CyTOK

HeoOnyuennnie OO0ay4eHHbIC
Crnas Nb | Sn| Fe | O [Ipusec, MF/I[M%, TOIT*, mxm  |TIpuBec, Mr/11131,2 TOIT*, MM
02 1,02| 0,41]0,33 |0,09 40,2 2,65 47,6 3,14
03 1,64 0,40|0,33 | 0,09 38,3 2,5 46,7 3,08
04 2,33] 0,40/0,32 (0,09 47,9 3,16 45,8 3,02
05 1,03| 0,59{0,34 |0,09 40,6 2,68 51,7 3,41
06 1,02| 0,58/0,18 | 0,10 43,4 2,86 46,2 3,05
o7 2,37] 0,41/0,23 (0,09 45,2 2,98 39,4 2,6
08 1,00 1,08{0,33 | 0,09 43,4 2,86 67,6 4,46
2635 ]1,06| 1,16/0,41 |0,09 37,5 2,47 65,8 4,34
2635M |0,80| 0,80|0,33 0,075 43,8 2,89 57,1 3,77
2110 |1,00f - |0,01(0,04 42,5 2,80 33,9 2,24
2110ont | 1,00 - 0,04 |0,08 41,1 2,68 38,0 2,51
2110M [1,03| - 1|0,094(0,125 46,5 3,07 38,9 2,57
2125 2,50 - 1|0,035/0,07 40,6 2,68 32,3 2,13

* TOII — TonmMHa OKCUIHOM TUIEHKA

AHanm3 MoJTyuYeHHBIX JaHHBIX MOKa3bIBAET, YTO JJISI OOIyUYEeHHBIX 00pa3oB (B OONBLICH cTENeHH

I CIIJIaBOB CHCTCMbI ZI'-Nb) MpoCMAaTpUBACTCA BJIIMAHUC YBCIUYCHHUA COACPIKAHUSA HHOOHSA Ha

CHHIKCHUC KOPPO3HWH CILIABOB. Z[J'ISI o6pa3u0B B HCO6J'Iy‘IeHHOM COCTOSIHUM BIIMSHUA HHOOMS HeE

00Hapy>KEHO.

Ha pucynke 5.25 mpencraBieHa 3aBUCHMOCTh KOPPO3HOHHOTO TOBEACHUS OT COJIEPKAHUS OJI0BA

1Sl OOJTyYCHHBIX U HEOOIydeHHBIX 00pa3loB U3 CIIaBOB crcTeMbl Zr-Nb u crmaBoB cuctemsl Zr-Nb-

Sn-Fe. U3 MNPEACTABJICHHBIX JaHHBIX BHAHO, YTO IIOBBIIICHHUE COACPIKAaHHA OJIOBA B CIUIaBax

IpeBapUTENBbHO OOIYYEHHBIX O0Opa3l0B CYIIECTBEHHO BIMSIET HAa CHMKEHHE WX KOPPO3MOHHOTO

COIPOTHUBJICHHUS.
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AHanu3upys MoJdydeHHbIE JaHHbIE, MOXHO OTMETUTh, YTO pazOpoc pe3ynbTaToB KOPPO3ZHUOHHOIO
MOBEJICHHUS CIUIABOB B OOJYYEHHOM COCTOSIHUHM CHIDKAETCS, €CIM PacCMOTPETh 3aBUCUMOCTH OT
CYMMAapHOTO COJIEp>KaHMsI 0JIOBA U )KeJie3a B CIUIABE.

B ucxonHoM HEOOIy4eHHOM COCTOSSHUM KOPpO3USl BCEX CIUIABOB HAXOJIUTCS IMPAKTUYECKH Ha
OJIHOM ypOBHE. 3a BpeMs aBTOKJIABHBIX HCHBITAHUNA HE HaOJII0JaeTcs 3HAYMMOW 3aBUCHUMOCTHU
KOPPO3HH CIJIABOB OT COJICPKAHUS JIETUPYIOIIUX HJIEMEHTOB.

Iocne o6myuenus 10 pmoenca 2x10% cM? kOppo3us CIIABOB NpoTeKaeT mo-pasHomy. Js Zr-Nb
CIUIAaBOB OOJIyu€HHUE CHIKAET CKOPOCTh KOPPO3HMH, MPH 3TOM, YeM Oosbllie HUOOWS B CILIaBe, TEM
3ameTHee 3TOT 3pdexr. s cmmaBoB cucrembl Zr-Nb-Sn-Fe o0aydyeHne NpuBOAUT K YCHIIEHHIO
KOPpPO3WHU C YBEIMYECHHUEM B HHUX COJICPKaHHUs OJIOBA, YTO OTMedanoch B pabdorax [119, 120]. Ilpu
conepxanuu ojioBa B ciuiaBe Ha ypoBHe (0,4 — 0,6) %, moBeimieHHe conepkaHus HHoOUs ¢ 1 10
2,37 % u camxenue coaepxkanus xeneza ¢ 0,33 1o 0,18 % oka3pIBalOT MOJIOKUTEIBHOE BIMSHUE HA
MOBBILICHHE KOPPO3MOHHOW CTOMKOCTH Marepuala MoJ OO0Jy4eHHeM — YCKOPEHUS KOPPO3HUH
NPaKTUYECKH HE HAOIII0JaeTcsl.

Mexanuueckue xapaxmepucmuxu. Ilpu UCTIBITAHHAX HAa OJHOOCHOE PACTSDKEHHE KOJBLEBBIX HU
CErMEHTHBIX 00pa3loB ONpEACNsINCh CIEAYIOINe XapaKTePUCTHUKH MEXaHUYECKHMX CBOMCTB:
BPEMEHHOE CONPOTHBICHUE Pa3pbiBy — MpPeAEN NPOYHOCTH [OB], YCIOBHBII mpeen TekydecTH [Go2],
OTHOCHUTEJIHOE YUTMHEHHE TT0CJIe pa3phiBa — O0IIee yIIMHEHHE [d0] U OTHOCUTEIIBHOE PaBHOMEPHOE
yIUTMHEHHUE TTOCTIe pa3pbiBa [Jp].

Pe3ynbraTel ompeneneHus KpaTKOBPEMEHHBIX MEXaHHMYECKHUX CBOMCTB, OOJyuyeHHBIX MpHU
temmepatype (315 — 330) °C g0 pmoenca 2x10%? cm? (E > 0,1MdB) B Hcce10BaTeNbCKOM PEaKTOpe
Ha BOP-60, crutaBoB cuctem Zr-Nb u Zr-Nb-Sn-Fe-O npu temneparypax MpoBeIeHNsT MEXaHHUECKUX
ucnbitannii 20 °C u 350 °C npexacrasiens! B Tadiuie 5.4.

Tabauna 5.4 — Pe3ynpraThl MEXaHMUECKUX MCTIBITAHUM 00JIy4eHHBIX 00pa3loB

20 °C 350 °C

IUI1aB N ni| F

e | MO e i 8% | 5% | | S5 50% | 5%
02 1,02| 0,41(0,33 {0,09 | 873 774 | 12,8 2,9 667 608 18,5 2,2
03 1,64| 0,40/0,33 |0,09 | 873 804 | 11,8 2,2 618 578 18,3 1,8
04 2,33| 0,40/0,32 | 0,09 | 882 814 | 10,2 2,4 657 608 | 21,3 2,2
05 1,03| 0,59(0,34 {0,09 | 873 794 | 18,9 1,8 647 608 11,7 2,5
06 1,02 0,58]0,18 | 0,10 | 804 735 | 131 1,9 568 529 19,5 1,7
o7 2,37| 0,41]0,23 | 0,09 | 833 765 | 12,9 2,1 618 578 19,6 1,7
08 1,00| 1,08/0,33 | 0,09 | 902 814 | 10,7 2,6 667 618 18,6 1,9
9110 1,00 - 10,01 10,04 | 539 510 | 15,9 1,9 353 343 24 0,9

O110ont | 1,00 - 10,04 10,08 | 627 598 | 194 1,7 431 412 | 21,3 1

2110M | 1,03 - 10,09410,125| 735 686 | 18,7 1,9 500 461 23 2,1
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Ha pucynke 5.26 mpeacraBieHa 3aBUCHUMOCTH YCJIOBHOTO TIpelesia TEKY4YeCTH OT COJICPKaHHS
0JIOBA U XkeJe3a B 00Iy4eHHbIX o0pa3max. CieayeT OTMETHTD, YTO MOBBIIICHUE COJCPKAHUS 0JIOBA OT
0 mo 0,4 % B cmiaBax ¢ coaep>kaHueMm HUOOUs W xene3a Ha ypoBHe 1 u 0,3 % COOTBETCTBEHHO,
NPUBOJUT K TIOBBIIICHHIO IPOYHOCTHBIX XapaKTePUCTUK MaTepuana. JlanpHeiimee yBenndeHue
cozepkanus ojioBa B cruiaBax (> 0,4 %) He oka3bIBacT BIMSHHUSA HA MPOYHOCTHBIC XapaKTEPUCTHKH,
IPU 3TOM COXpaHIETCs BBICOKMI YPOBEHb OCTaTOYHOW IUIacTUYHOCTU. Hambospiee BiIMsHUE Ha
MEXaHMYECKUE CBOMCTBA CIUIABOB B OOJIy4EHHOM COCTOSIHUM OKa3bIBaeT kese30. OcoOeHHO 3aMETHO
9TO BJIMSIHUE HA CIUIaBaX CUCTeMbI Zr-Nb, B KOTOPBIX Jake HeOObIIMe JOOaBKH JKelle3a CYIIeCTBEHHO

IMOBBIINIAKOT MEXaHNUYCCKHUE XapaKTCPHUCTUKN O6p33].[OB.

o
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Puc. 5.26. Bmustaue copepxanust 010Ba (a) 1 sxerne3a (0) Ha YCIOBHBIHN Mpees TeKy4eCTH 00pasIioB,
06mydeHHbIX 10 droerca 2,0x10%% cm? (E > 0,1M»B)

Kak m3BecTHO, HEHTpOHHOE OOJIy4YeHHE NMPUBOIUT K TpaHchopmauuu yactuil ¢asel JlaBeca, B
pe3ysbTaTe 4Yero MpakTUYECKH BCE JKENe30 IMEepPeXOJUT M3 BBIICICHHWH B Marpuiy. llpowmcxomut
NIEPECHIIIEHNE TBEPIOTO PAcTBOpa aTOMaMH jKejle3a W MCKKEHHE KPUCTAUTUYECKON PEmeTKH, YTo
IOPUBOJUT K CYLIECTBEHHOMY TIOBBIIIEHHUIO MPOYHOCTHBIX XapaKTEPUCTUK LUPKOHUEBBIX CIIJIABOB,
JIETUPOBAHHBIX JKEJIE30M.

[To pe3ynbpraram MpoBEACHUS UCIBITAHUN 00pa3I[0B MOKHO OTMETHTh, YTO HHOOHI HE OKa3bIBaeT
CYIIECTBEHHOTO BIIMSHUS Ha KPAaTKOBPEMEHHBIE MEXaHHYECKHE CBOWCTBA CIUIABOB B OOIyYECHHOM
COCTOSIHUU. DTO XOPOILIO BUIHO MPU CPAaBHEHUHM MEXaHWYECKUX XapaKTepHCTUK cruiaBoB D110ont u
3125, conepxanue HIOOMS B KOTOPBIX pa3nuyaercs B 2,5 pasa.

Paouayuonno-mepmuueckas nonsyyecms. ViccnenoBanus pagualioOHHO-TEPMUUECKON MOI3Y4ECTH
MOJT BHYTPEHHHM JIaBJICHHEM TPOBOAWJINCH Ha Ta30HANOJHEHHBIX TpyO4aThlXx oOpasnax wu3
IIUPKOHHUEBBIX CIUIABOB MPH 00JIyueHHH B UcclieoBaTeabckoM peakrope BOP-60, B siueiikax 60K0OBOro
9KpaHa AaKTHUBHOW 30HBI B CIEHUAIBHO pa3pabOTaHHBIX OO0JyyaTenbHBIX YycTpoiicTBax (OV).
Heobxoanmoe naBnenue raza BHyTpHu obOpasma (MIla) paccunteiBator o dhopmyre:

_o2b T
P_do—b (TH)’ G4
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IJI€ G — 3aJlaHHOE HampshKeHue B 00omouke oopasia, Mlla;
b — Tonmuua o6onouku 0Opasia, Mm;
do — Hapy KHBII AHaMETp 00pa3iia A0 00IyUCHHS, MM;
T3 — Temneparypa npu 3anojHeHUU oOpasna razom, K;
Tu — Temmiepatypa npu ucrbsITaHuH 00pasiia B peakrope, K.

OOpa3ipl M3  OIKCIHCPUMEHTANbHBIX cIiaBoB  cucteMbl  Zr-Nb-Sn-Fe-O  ucnbiThiBain  Ha
paIualMOHHO-TEPMUYECKYIO TOJI3YYECTh MO BHYTPEHHUM JaBIICHUEM TPHU OOIyYCHHUH 10 (IIFOCHCA
2x10% cm? (E > 0,1M»3B) (6 = 100 MITa, T = 320 °C).

Ha pucynke 5.27a mnpencraBieHa 3aBHCHMOCTH JeOpMAIMU  PaJUAIIOHHO-TEPMUYECKOM
MOJI3YYECTH OT COACPMAHUS OJIOBa, I 00MyYEeHHBIX 00pa3I[OB M3 CIUIABOB C COJEPKaHUEM HUOOUS

Ha ypoBHE 1%. MOXHO OTMETUTb, YTO MOBBILIEHHE COJEP)KAHUS OJIOBA B CIUIABE YBEIMYMBACT

COIIPOTUBJICHUEC MaTCpUalla IOJI3YyUCCTH.

08 12
1.1 -
0,7 S ‘..___‘-..
3 s H e oo T
M Cromag 02 Crmag 06 : ~g
206 %09
z = S10omr e,
05 Crnag O3™~-., g -,__R.\-
<5 e £0,7 A
R e e pee Q- H :
0.4 Crmas 08 0,6 3110M
@ 1%Nb; 0.3%Fe 03
W1%Nb: 0.18%Fe
3 04
0.2 0.4 0.6 038 1 1.2 0 0.02 0.04 0,06 0,08 0.1

Conep:xanne o;1o0Ba, % Conepxanne xeaesa, %

Puc. 5.27. BousHue copepkanusi 0ioBa (a) 1 sxenesa (0) Ha nedopMannio paarnaiioHHO-TEPMHIECKON
TIONI3YYecTH 00pa3noB, 00TydeHHBIX 10 dmoeHca 2x10%2 cm? (E > 0,1MaB)

Kpome Toro, MOXKHO OTMETHTb, YTO JKEJI€30 TaK ke, KaKk U 0JIOBO, MOBBIIIAET CTOMKOCTh MaTepuaa
K paJdanoHHO-TepMUUecKOoi mom3ydecTd. OCOOEHHO HAarJIAJHO 3TO JEMOHCTPUPYIOT CILIaBbI
cuctembl Zr-Nb (pucynok 5.2706).

OcHOBHOE BIIMSHUE Ha PaJAIMOHHO-TEPMHUYECKYIO ITOJI3YYECTh Ta30HAIMOIHEHHBIX O0pa3IoB U3
MHOTOKOMIIOHEHTHBIX CIIABOB OKAa3bIBAIOT OJIOBO W jKeJle30. Tak, MpHu yBETUYEHUH COAEPIKaHUS
onmoa ¢ 0,4 % no 1,08 % nedopmanusa nonsyuectu ymenbinaercs Ha 30 %. Ilpu yBenuueHuun
conepxanus xenesa ¢ 0,2 % mo 0,3 % (mpu 0IMHAKOBOM COJIEp>KaHUU HHOOUS U 0JI0Ba) AehopMarius
noyi3ydectu cHuxkaercd Ha 15 %. HuoOuii mpakThuecku He OKa3blBaeT BIUSHUS Ha paJHalliOHHO-
TEPMUYECKYIO TIOTI3yUYECTb.

Hegdhopmayua paouayuonnoco pocma. WVccnenoBaHus paJWalMOHHOIO pPOCTa CETMEHTHBIX
00pa3IoB B HCCIENIOBATEIIbCKOM peakTope Ha OblcTphix HeWTpoHax bOP-60 mpoBomumuce B

COOTBETCTBUU C MEXKIYHAapOAHONW MPaKTUKOM TaKUX HCCIEAOBAaHUN, pE3yJIbTaThl KOTOPBIX
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HEOJHOKPATHO TMyOJWKOBAIMCh B  Marepuanax kKoHdpepeHnuit  «lupkonmit B  simepHOM
npombItuieHHOCTH» [121-123].

OO6mydenue 00pa3IoB MPOBOIUIOCH B STYCKaX OOKOBOTO dKpaHa aKTHBHOU 30HBI peakTopa bOP-60
B oOmydarenbHbIX ycTpoiictBax (OY) mpu temmeparype (315 — 325) °C. Koucrpykmus OY u
MIOJIBECKHU — Pa300pHasi, YTO MO3BOJISIET IPOBOIUTH MPOMEKYTOUHBIEC H3MEPEHHS pa3MepOB 00pa3IioB B
NEePHO/] IIAHOBBIX OCTAaHOBOK peakTopa bOP-60.

Ha pucynke 5.28 mpencraBieHa 3aBUCHMOCTb Je(QOpMaldd paauallMOHHOTO pocTa 00pasloB

MHOI'OKOMITIOHCHTHBIX 1 6I/IHapHBIX CIIJIaBOB OT (1)J'IIO€HC3 HCﬁTpOHOB.
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Puc. 5.28. Jledbopmariust paauaiiioHHOT0 pocTa cruiaBoB cucteM Zr-Nb u Zr-Nb-Sn-Fe
Pe3ynbpTaThl uCHBITAaHUN HA PaTUAIIMOHHBIN POCT MOKA3BIBAIOT, UTO JIJISl BCEX CIJIABOB CUCTEMBI Zrt-
Nb cranusi yCKOpPEHHOrO pocTa HauMHAeTCs NMPUMEPHO B OJHO BpeMs, C JOCTHXKEHHEM (proeHca
OBICTPBIX HeliTpoHOB ~ 3x10% cm? (E > 0,1M>aB). ITocne 3Toro cKOpocTh PaJHaIiiOHHOTO POCTA IS
crutaBoB D125, O110ont u 9110M HaxonuTcs Ha OAHOM YpOBHE, NPUYEM OHA B JIBa paza HMKE
cKopocTu pajauanonHoro pocra cmaBa J110. CrutaBel cuctembr Zr-Nb-Sn-Fe xapakrepusyrorcs
MOBBIIIICHHON JedopMaliueil Ha HaudaldbHBIX JTamax OOMy4YeHHs, OHAKO CTaaud yCKOPEHHOTO
paIuaIoOHHOTO POCTa, PH JOCTUTHYTOM (pIIroeHCe OBICTPBIX HEHTPOHOB, Y HUX HE HAOJI01aeTCsl.
Ecnu paccmotpers nedopManuio paJdallMOHHOTO pPOCTAa HAa HAdyalbHOM cTaguu OO0JIydeHHUs

(pucyHoK 5.29), TO MOXHO OTMETUTh, YTO CHI)KEHHUE COJIEp’KaHMs OJIOBa B CIUIaBe D635 MpUBOAUT K

CHI)KEHHUIO JTehopMaIinu.
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Puc. 5.29. BousHue copepkanusi 010Ba B cruiaBe D635 Ha pedopmanuio panaimoHHOTO POCTa:

a) MOHKCHHBIEC 3HaUeHUs Aeopmariuu s ciiaa 3635M (0,8 %Sn); 0) camkenue aedopmanmm
TIPY CHIDKEHHHM COJIepIKaHus oJIoBa (00myuenne 1o dpmoenca 2x10% cm (E > 0,1M>B))

Pe3ynbraTsl NIpOBEIEHHBIX UCIBITAHUA U MCCIIEA0BAaHUM MMOKA3bIBAIOT, YTO U3 CIUIABOB OMHApHOM
cuctembl Zr-Nb, onTuManbHBIM COOTHOIICHHEM MPOYHOCTHBIX XapaKTCPHCTUK, COMPOTHBICHUS
paaranuoHHOMY (OPMOM3MEHEHHUIO M KOPPO3HOHHOM CTOMKOCTH, 001anaeT cias D1 10M.

M3ydeHre MHOTOKOMITOHEHTHBIX CIUIaBOB cucteMbl Zr-Nb-Sn-Fe nona npeiictBueM HEHTpOHHOrO
00JIy4eHus MOKa3ajo, 4TO ONTUMAJIbHOE COJEpKaHHe 0JI0Ba B CIulaBe D635 NOJKHO HaXOIUThCS Ha
yposae (0,4 — 0,6) macc. %, mpu HOMHHAJIBHOM cojepkanun xene3a 0,3 macc. %. [Ipu ykazanHom
COJIEpKaHUU OJIOBA B CILJIaBE, €r0 KOPPO3MOHHOE COMPOTHBIICHHE TOBBIMaeTcs Ha 30 %, mpu sTOM
IPOYHOCTHBIE XapaKTEPUCTUKU OCTAIOTCS Ha ypOBHE IITaTHOro cmiaBa 2635. Ilpu cHuxeHuu
coJiepKaHus ojoBa B ciuiaBe 9635 no 3Hauenuit 0,6 u 0,4 macc. %, nedopmarnus TuamerpaabHON
non3yuectu ysenuuuBaercsd Ha (15 — 25) % COOTBETCTBEHHO, OJHAKO MPHU 3TOM CONPOTUBICHUE
nedopmarnuu paauanmoOHHOTO POCTAa HA HAYAIBHBIX CTaIusIX 00ay4eHus Bo3pactaeT Ha (30 — 40) %.

Takum o00pa3oM, CHHXKEHHE COJIep)KaHUs OJoBa B cocTaBe cIulaBa 9635 10 ypoBHs
(0,4 — 0,6) macc. % 1mO3BOJISIET PEKOMEHIOBATh €ro JUIsl MCIOJIb30BaHHs B Ka4eCTBE Marepuana Tpyo
HK u cunossix anementoB kapkaca TBC peaktopos BBOP u PWR.

[TomrMo  BapbUpOBaHUS  JIETHPYIOIIETO COCTaBa IMUPKOHUEBBIX  CIUIABOB, aKTyaJbHBIM
HaIpaBJICHUEM TIOBBIIIEHHUSI KOPPO3MOHHOW CTOMKOCTH Marepuaja O0O0JOYEeK TBIJIOB B YCIOBHSIX
HOpPMAaJIbHOW SKCIUTyaTallud W aBAapUUHBIX CUTYyallMi, Ha CErOAHSALIHMNA NEHb SIBJISIETCS HaHECEHUe

3alIMTHBIX XPOMOBBIX MOKPBITHIA [ 124-125].

5.7. OnbIT NPOMBINLIEHHOH JKCIUIyaTAUMU 000JI04€K TB3JIOB H3 MOJAEPHU3HPOBAHHOIO
cniiasa 3110M B peakrope BBOP-1000
MarepuanoM [Uis TPOBEACHHUS HMCCIECIOBAHUN MOCITYXHIM OOOJOYKH SKCHEPUMEHTAJIBHBIX W

NPOMBIILICHHBIX TB3JI0B TBC-2M Ne 485408750 u3 crutaBoB D110M (62,96 MB-cyt/krU) u D110



110

(62,94 MB-cyt/krU) coorBerctBerno. TBC-2M Ne 485408750 skcmmyaTupoBaiach Ha BTOPOM OJIOKE
banakosckoit ADC B teuenue 1462 ad. cyr.

Jnst ompenenenusi CTOMKOCTH SKCHEPUMEHTAIBHBIX TBAIOB K pajdalliOHHOMY (OPMON3MEHEHUIO
HEOOXOJMMO MPOBECTU aHAIU3 PE3yJibTAaTOB MO MX Y/UIMHEHUIO U U3MEHEHHMIO TUAMETpa, C YYETOM
BBITOpaHUs TOIUTMBA. J[JMHA TB3JOB OmpeneNsyiack KOMOMHHPOBAHHBIM METOAOM. M3mepsuinch
Pa3HOBBICOTHOCTh BCEX TBXJIOB B Iyuyke M a0OCOJOTHas JjMHa TBAJ0B mocie pazbopku TBC. Ha
pucynke 5.30a mpencraBieHa 3aBUCUMOCTD YAJIMHEHUS OTIBITHBIX 000JI0YEK TBAJIOB U3 ciiaBa 3110M
B CPaBHEHUH CO IITATHBIMU 000JI09KamMu U3 criaBa J110.

HaubonpmmmM conpoTuBiIeHHEM pagualliOHHOMY (POPMOU3MEHEHHI0 00JIaJaloT 000JI0YKU TBAIJIOB
u3 crasa J110M, cpennee yammHeHHE KOTOPBIX cocTaBiseT 12,3 mm. CpenHee yUTMHEHHE 000I09YCK
TB3JI0B U3 ciiaBa D110 naxoautcs Ha ypoBHe 15,5 MM.

Ha pucynke 5.306 npencrasien BHeHM Buj BepxHel yactu coopku TBC-2M Ne 485408750 co
ctoponbl rpanu Ne 5. Ha pucyHke OTYETIMBO BHJHA PAa3HOBBICOTHOCTH OIBITHBIX W INTATHBIX
o0omouex TBANOB. BuaHo, 4To 060510ukK TB370B U3 ciutaBa D110M nMeroT HauMeHblIee YIJIMHeHHE,

CBSI3aHHOE C paIMalliOHHBIM (JOPMOU3MEHEHHUEM.
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Puc. 5.30. Y n1MHeHue ONBITHBIX TBAJIOB B CpaBHCHHHU CO IITATHBIMU

W3mepenue Hapy»XKHOTo JuameTrpa OO0OJOYEK TBAJIOB TMPOBOAMIOCH HAa ABTOMATU3UPOBAHHOM
CTEHJIe, OCHAIIEHHOM JaTYMKaMH JTUHEHHBIX NepeMelIeHnii. B kaduecTBe MIUTFOCTpAIlii Ha PUCYHKE
5.31 mpuBeneHsl MPO(HUIOrPaMMBI OIMBITHOTO TB3JIa U3 crutaBa D110M co ctoponbl rpanu Ne 5 B

CpPaBHEHHUHU CO CMEXHBIM, IITATHBIM TB3JIOM U3 ciiaBa J110.
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Puc. 5.31. 3MeHeHue fuaMeTpa U OBAILHOCTH I10 JITMHE TB3JI0B U3 cruiaBoB D110M (a) u D110 (0)

[Ipodwunb n3MeHeHHs AuaMeTpa MO JUIMHE TBIJIOB XapaKTEPU3YeTCs HATUYMEM Topp M ydacTka
nedopManuu  MOJN3YYECTH IMOCIE KOHTAaKTa OOOJIOYKM € TOIIMBOM. [lo MeCTOmoIOKEeHUIO
JUCTAHIIMOHUPYIOUIUX PEmETOK JUaMeTp OOOJOYKM MEHbIIE, MO CPAaBHEHUIO C COCEIHUMU
ydacTkamu. Bwicota rodp mis TBIIOB ¢ 000noukoi u3 crmaBa D110 m tabnerkoir 7,6x1,2 MM B
CpeaHeM cocTaBiseT ~ 12 MKM, aedopMaliy MOJI3YyYECTH IMOCTe KOHTaKTa OOOJIOUKH C TOILJIMBOM
Haxoautcss B nauamnaszone (0,016 — 0,029) mm. Ha TtBamax u3 craBa D110M ¢opmousmenenue
0005104Ku BbIpakeHO cnabee. [ledopmaiis mon3ydecTd Mocie KOHTaKTa OOOJOYKH C TOIUIMBOM
Haxonutes B nuamnazone (0,003 — 0,014) MM, cpeansisi BbicoTa rodp COCTaBIAET 6 MKM.

PesynpTarel MeTammorpaguueckux HCCIEIOBAaHUI MOKA3bIBAIOT, YTO KOPPO3HOHHOE COCTOSHUE
o0ostouek TBAJIOB U3 ciuiaBoB D110M u D110 xapakrepusyercst IpUCYTCTBUEM OKCUAHOM IUIEHKH, KaK
Ha BHYTpPEHHEW, Tak W Ha BHEIIHeH moBepxHOCTH. Ha BHemHell MOBEpXHOCTH 000JI0YEK OKCHAHAs
IUIEHKA IUIOTHO CLEIJIEHAa ¢ METAJJIOM. ToJHa OKCUAHOM MJIEHKHM HEpaBHOMEPHA IO BBICOTE TBHJIA.
B HuxHEH 9acTH TBAJIOB TOJIIMHA OKCUIHOM TUICHKH cOCTaBisieT (5 — 6) MKM, a Ha BHICOTHOM YPOBHE
~ 3100 mm gocturaer 3Hadenuit 10 mxm (pucyHok 5.32). OxcujgHas IUICHKa Ha BHYTPECHHEH
MOBEPXHOCTU 000JI0ueK TBIOB U3 criaBa 110M u 3110 umeeT paBHOMEPHYIO TOJILIMHY MO BBICOTE

TOILIMBHOTO CTOJI0a U HE MPEBLIIACT 13 MKM.

BHCIIIHHAA BHECIIIHAA

[.2%um, [20um |

EHYTPEHHSs

BHY TPEHHSIS

a) 0)

Puc. 5.32. Makpo- ¥ MUKPOCTPYKTypa IONEPEUYHOro CeUeHHs 000I04KH TBIA U3 criaBoB D110M (a)

u 2110 (6) Ha BeIcOTHOM ypoBHE ~ 3100 MM
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B mMukpocTpykType momnepeuHbX 00pa3ioB M3 000JI0YEK TB3JIOB HAa BCEX BBICOTHBIX YPOBHSIX

OOHapy>XeHbl TOYEUYHBIE

U TPOTSDKEHHBIC 000J109eK

TUAPUABI, TPU OSTOM THIPUPOBAHUE
HE3HAYUTEIHHO.

Copepxanuie BoJopo/ia B 000JI04Kax, ONpeesIeHHOE METOI0M BRICOKOTEMIIEPATyPHOM 3KCTpaKIIUU
B IIOTOKE MHEPTHOIO Tra3a-HOCHTEJIS Ha YCTAaHOBKE Tra30BOr0 aHajdu3a C HCIOJIb30BAHUEM
razoa”anuzaropa ELTRA OH 900, yBenuunBaercs ¢ pOCTOM BBICOTHOM KOOpJMHATHI, U Ha YPOBHE
ra3ocOOpHHKa WMEET MaKcHMaiabHOe 3HadeHwe, He mnpebimarmee 0,005 u 0,006 macc.% s
00004eK TBJ10B K3 cmiaBoB D110M u D110, cooTBETCBEHHO.

MexaHuyeckue HCHBITAaHUS TPOAOJIBHBIX C BbIACIEHHOW paboyeil 4yacThbl0 U KOJIBLIEBBIX 0e€3
BBIICJICHHON paboueit yacTu o0pasioB Tpyd 000s104eK TBAJ10B U3 cruiaBoB J110M u 2110 mpoBoaunu
Ha yHHBEpCaIbHOW wucmbiTarenpbHOd MammHe Zwick Roell Z010 npu temmeparypax 20 u 350 °C.

OCHOBHBIE PE3YJIbTAaThl HPOBCACHUA MCXAHUYICCKUX HUCIBITAaHUN IMpCACTAaBJICHLI B Ta6J'II/II_Ie 5.5.

Ta6n1z1ua 5.5 — Mexanuyeckue cBOHCTBa 000I0Y€EK B MOIICPCUYHOM U MPOAOJIbHOM HAIIPABJICHUN

ITonepeuyHoe HanpaBiIeHUE [IponoapHOE HANPABIICHHUE
Cmutas Temneparypa ucneitanuii 20 °C
oB, MIla 60,2, MIla %0, % op, MIla 60,2, MIla %0, %
3110M 683 — 734 606 — 689 6,7 —15 649 — 769 579 — 669 3,2-8.3
2110 520 — 587 486 — 551 10-17 576 — 677 507 — 604 6,2—9,0
Temnepatypa ucnsitanuii 350 °C
2110M 465 —518 453 — 509 10-17 411 — 548 395 — 487 6,6 —12
3110 353 —392 352 —380 14 -17 410 — 458 381 —429 5,7-89

[IpouHOCTHBIE XapakTEpUCTUKH 000J0UKH TBAJIA K3 cruiaBa D110M Beiie B cpeanem B 1,3 pasa
INPOYHOCTHBIX XapaKTEPUCTUK 00O0JOYKM TB3Ja M3 ciiaBa D110, a XapaKTepUCTUKH IUIACTUYHOCTH
(oO11ee OTHOCUTENTBHOE Y/UIMHEHHE) OCTAIOTCSI IPUMEPHO Ha OJTHOM YPOBHE, KaK P KOMHATHOM, TaKk

Y IIPY MOBBILIEHHOM TeMIEpaTypax MpOBEACHUS UCIIBITAHUN.

5.8. BeiBOBI 1O IJ1aBe 5

Bnepseie B Poccun npoBeneHBI 3IEKTPOHHO-MUKPOCKONMYECKHE MCCIEA0BAaHUS CTPYKTYpHO-
($a30BOro COCTOSIHUSI OKCHUIHBIX IUICHOK, OOpa30BaHHBIX Ha IMOBEPXHOCTH OOOJIOYEK TBAJIOB W3
crutaBoB D110 u D635 npu ux MpoOMBIIUIEHHON dKCTUTyaTauu B peakrope BBOP-1000.

1. Tlo pe3ynbTaTaM HCCIEIOBaHUI BBISIBJICHO HAJIWYHE JBYX CTPYKTYPHBIX COCTaBJISIOIIMX
okcuaHON TuieHKH. OCHOBHAs CTPYKTYypHasi COCTaBISIONIAs OKCHIHOW TJICHKU MPEACTaBIsET cOOOU
MOHOKIWHHYI0 Moupukanuio ZrOz. [ToMrMO MOHOKIMHHOM COCTABIISIFOIIECH OKCHUTHON MIECHKH OBLIO
00HapyXEHO HE3HAYUTEIHHOE KOJIMYECTBO TeTparoHanbHol (a3bl ZrO2, B BUAE OTIEIbHBIX 3epeH. He
OBLTO OOHAPYKEHO BBIJICICHUI BTOPHIX (a3 B COCTaBE OKCHIHBIX IUIEHOK 000JI0YEK TBIJIOB peaKkTopa

BB3P-1000, 4to BepoATHO BBI3BAHO BIMSHUEM HEHTPOHHOTO OOTyUCHHS.
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2. Pa3BuTHS MUKPONOPUCTOCTH B CTPYKTYpPE OKCHUAHBIX IUIEHOK, 0Opa30BaHHBIX HA MMOBEPXHOCTU
o0omouex TBA0B u3 criaBoB D110 u D635, mox BIusHUEM HEUTPOHHOTO OOJIyUeHHs HE IPOUCXOINUT.
Heiitponnoe o0nyuyeHHe JHIIb CTUMYJIUPYET YCKOPEHHOE MOpooOpa3oBaHHE B OKCHIHBIX IUIEHKAX
criaBa D635 Ha paHHUX CTaIUAX OOJTydYCHHS.

3. Tlo pe3ynbraraM CpaBHUTEIIBHOTO aHajiHM3a IMOKA3aHO, YTO YCKOPEHUE KOPPO3UU 000I0YeK
TBIJIOB M3 cIuiaBa D635 mpu peakTOpHOM OOIYyYEHUH OMPEICNIeTCS HAaTUYheM OJO0Ba B TBEPAOM
pacTBOpe 3TOr0 CIulaBa. AHalIW3 BIMSHUS JIETUPYIOLIETO COCTaBa Ha PEAKTOPHBIE XAPaKTEPUCTUKH
000J104€K TB3JIOB MOKAa3aJl, 4To:

- CHIDKEHHE COJEp:KaHHMsI OJIoBa MPHUBOJUT K TIOBBIIMIEHUIO KOPPO3HMOHHON CTOWKOCTH U
COIIPOTHBIICHUS AeopManuy paguandoHHOro pocta. [Ipm 3ToM HaOmomaeTcs HE3HAYUTEIHHOE
CHUYKEHHUE COTIPOTUBIICHUS PAAUAIlMOHHO-TEPMUYECKOM no3y4yecTH (okoio 15 %);

- MpPU OMBITHO-TIPOMBINIICHHON AKCIuTyaTanuu B peaktopax BBOP u PWR nanbonee BBICOKYIO
KOPPO3UOHHYIO CTOMKOCTb, HO HAMMEHBIIIEE COMPOTUBICHHE (POPMOUZMEHEHHIO MOKA3adl 00OIOUKH
TBJ10B M3 ciuiaBa 125. Haumenbliell KOPpPO3MOHHOW CTOMKOCTBbIO NpU Haubojiee BBICOKOM
COIIPOTHBIICHUN (POPMOM3MEHEHHUIO 00IaJar0T 000JIOUKH TBAJIOB M3 ciiaBa D635M. OnrtumansHOe
COUYETaHHE CBOMCTB MO CTOMKOCTH K KOPPO3UHM M (POPMOU3MEHEHHMIO B PEAKTOPE UMEIOT CILIABbI
O110ont n 3110M. Ilpu stom cmmaB D110M umeer mpeumymiectBo Haja cmasom JO110onT mo
COMPOTUBIICHUIO  PAaJUAllMOHHOMY  (OPMOM3MEHEHHMIO, IPOYHOCTHBIM  XapaKTepUCTHKaM U
MOTJIOLIEHHIO BOJIOPO/IA MPH MPAKTUYECKU OAMHAKOBON C HUM KOPPO3HOHHOM CTOMKOCTH.

Taxum o6pazom, crmaB D110M siBisieTcst MepCreKTUBHBIM M PEKOMEHJIOBAH ISl UCTIOJIb30BaHUS B
KadyecTBe MaTepHuaia 00ojo4ek TB3oB peaktopoB BBOP u PWR. OntumansHoe conepkaHue ooBa B
crutaBe 9635 momkHO HaxoauTbes Ha ypoBHe (0,4 — 0,6) macc.%, A MOBBIIIEHUS €70 KOPPO3HOHHOM
CTOWKOCTH, C COXPaHEHHEM BBICOKOI'O YpPOBHS IMPOYHOCTHBIX XapaKTEPUCTHUK U COMPOTHUBIICHUS
pamuanmonHomy (popmousmenenuto. CruiaB 3635 ¢ MOHMKEHHBIM COACP)KaHUEM OJI0BA MOXKET OBIThH
pPEKOMEH/I0BaH JJIsl UCIOJb30BaHUs B KauecTBe Marepuana Tpyo HK u cunoBbix snemento TBC

peaktopoB BBOP u PWR.
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OcHOBHBIE BBIBOJBI

1. Pa3paboranbl u BHeapeHbl B HayuyHyto npakTtuky AO «BHUMHM» u AO «'HL| HUMAP»
METO/IMKH 10 TPUTOTOBJICHUIO U MIPOBEACHUIO AIEKTPOHHO-MUKpOcKonuueckux (TOM) uccnenopanuit
00pa310B OKCUAHBIX IUIEHOK, 0OOpa30BaHHBIX Ha MOBEPXHOCTH O0O0JIOUEK TBAJIOB U3 CIUIABOB THUIIA
2110 u D635 npu aBTOKJIABHBIX MCIHBITAHUSIX U MPOMBIIUIEHHON SKCIUTyaTaluu B peaktopax BBOP-
1000, B pa3nuyHBIX CEUEHHUAX IO UX TOJIIMHE, HAYMHAS OT TPAHUIbl pa3feNa «METALI-OKCUI» U
3aKaHYMBAsI BHEILIHEW MOBEPXHOCTHIO OKCUHOM IIJIEHKHU.

2. Pe3ynbTarhl 3J€KTPOHHO-MUKPOCKOIIUYECKUX UCCIIEOBAHUM CTPYKTYpPHO-(Pa30BOro COCTOSIHUS
OKCHJIHBIX TIJIEHOK, 0Opa30BaHHBIX Ha IMMOBEPXHOCTH O00JIOYEK TBIJIOB M3 cIutaBoB D110 u D635 mpu
MPOBEICHUH aBTOKJIABHBIX UCIIBITAHUH, TOKA3aJH, YTO:

- B 007acTH OKCHIHOM IUICHKH, NpPWJICTAlOIIE K TIOBEPXHOCTHM MeETajula, HaOIogaeTcs
CpPaBHHUTENHHO Oonbllasi 1ol TeTparoHanbHOW ¢a3zpl ZrOz, YTO BBI3BAHO CTAOHIM3UPYIOIIUM
BIMSHUEM HANpPsOKEHUN Ha TpaHUle pazfena «MeTai-okcua». [lo mepe pocta OKCHIAHOW IIICHKU
TETparoHajgbHas aza MePexXoUT B CTOIOUYATYIO CTPYKTYPY MOHOKIUHHON (a3bl ZrOz;

- BOJIM3U TpaHUIlbl pa3jiesia «METal-OKCU», TPUCYTCTBYIOT KPUCTAJUIMUECKHUE BBIICIICHUS YaCTHI
BTOpOIl (ha3pl, mepemiennine U3 MeTala B OKCUJIHYIO IUIGHKY npu okucieHuu. [lo mepe pocra
OKCHUJHOM TUICHKH, MPOUCXOIUT Mpoliecc uX amopdusanuu ¢ odeqHeHreM yactuil B-Nb no HHoburo, a
yacTull (a3sl JlaBeca 1o jxene3y U HUOOHIO, M OJTHOBPEMEHHBIM 00OTAIlIEHUEM T10 KHCIOPOY;

- B YCIIOBUSAX JUTUTEIBHBIX aBTOKJIABHBIX MCIIBITAHUN HAa TOBEPXHOCTH 00OJIOUYEK TBAJIOB M3 CILIaBA
D110 o6pa3yroTcs MIOTHBIE OKCUAHBIC MJICHKU C HE3HAUUTENbHBIM COJEpKaHHEeM 1e(EeKTOB B BHJE
MHUKPOIIOP U MUKPOTPELIHH;

- i Py3HMOHHBIN MTpoLIecC mepepacnpeaeNieHus] aTOMOB Kelle3a U HUOOUSI MeXKIy YacTUliaMu (hasbl
JlaBeca u OKCHIHOM IUIEHKOW criaBa D635 compoBokaaeTcs 00pa30BaHUEM MUKPOIOP B OKCHIHOM
cioe, 00 ATOM CBUJETEIBCTBYIOT JIAHHBIE O TTOBBIIIEHHOM COJIEP>KaHUH ITHX JIEMEHTOB B JI€PEKTHBIX
o0nacTsx.

3. BnepBole B Poccum mosydeHbl pe3yJbTaThl 3JEKTPOHHO-MHKPOCKOMMYECKUX HCCIEIOBAHUI
00JTy4eHHBIX OKCHJIHBIX TIJIEHOK, 00pPa30BaHHBIX HA MOBEPXHOCTH 000J0UYEK TBAJIOB M3 CIuiaBoB D110
1 D635 npu NpOMBIIUIEHHOHN dKCILTyaTanuu B peaktopax BBOP-1000, koTopble MOKa3bIBAIOT, YTO:

- CTPYKTypa OOJYYEHHBIX OKCHJIHBIX IJICHOK MPEACTABISET COO0W MOHOKIMHHYIO MOAH(PHUKAIUIO
¢a3bl ZrO; ¢ He3HAYUTEILHBIM MMPUCYTCTBUEM OT/IENIBHBIX 3epEH TeTparoHaIbHON (a3bl;

- OKCUJHBIE IUIEHKM B pe3yJbTaTe HEHUTPOHHOro OOJy4YeHHUS HE COJIepKaT B CBOEM COCTaBe

BbIJIEJICHUH YacTHI] BTOPOH (a3bl HU B KPUCTAIIIUYECKOM, HU B aMOP(PHOM COCTOSIHUU;
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- KOHIIEHTpalus AeQeKTOB B BUJE MUKPOIIOP U MUKPOTPELIUH B 00Jy4YEeHHOW OKCUIHOW IJICHKE Ha
obonouke TBdMa u3 cmwiaBa D110 seasercs nesHauurtenbHoit (~ 1,010 M) m coorBercTBYyeT
KOJIMYECTBY JIe()eKTOB, 0OpPa30BAHHOMY IPH JJTUTEIHHBIX aBTOKIABHBIX HCIIBITAHUSX;

- HEUTPOHHOE OO0JIy4eHHE HE MPUBOJUT K JAETPaJallid 3€PEHHON CTPYKTYpPbl OKCHIHBIX IUIEHOK
000JI04eK TBAJIOB M3 cIilaBa D635 OTHOCHUTENBHO HEOOIYyYEHHOTO COCTOSHUS, & CTUMYJIHPYET
MHTEHCUBHOE 00pa30BaHME MHUKPOIOP Ha PaHHUX ATanax OOJydeHHs, 3a CUET BKJIAJa paJuallMOHHON
muddy3un aToOMOB XKelne3a u3 yacTtuil (¢asel JlaBeca B okcu.

4. Pesynpratel TOM wHccneqoBaHUN OKCHUIHBIX IUJICHOK, OOpPa30BaHHBIX IPU ABTOKJIABHBIX M
PEaKTOPHBIX UCIBITAHUSIX, IOKA3bIBAIOT, UTO YCKOPEHUE KOPPO3UU 000JI0UEK TBAJIOB U3 CIlJIaBa D635
IIPU IPOMBIIIJIEHHON 3KCIIIyaTalluy B PEAKTOPE OMPEENIIeTCs HATMYUEM OJIOBA B TBEPJIOM pacTBOpe
CIUIaBa.

5. U3yuyenue BIMSIHMS JIETHPYIOIIETO COCTaBa CIIaBOB cUCTeMbl Zr-Nb Ha cBoicTBa 0005104eK
TBIJIOB B YCJOBHSIX HEHUTPOHHOTO OOJIy4eHHS MOKA3aji0, YTO HBOJIOLHUA UX CTPYKTYpHO-(Pa30BOro
COCTOSIHMS, TPUBOAUT K CHUXEHHIO CKOPOCTHM OKHCJICHHMS 10 CpPaBHEHHUIO C MaTepuajiaMud B
HEOOJIYyYEeHHOM COCTOSIHUHM, IPUYEM MOBBILIEHHE COAEpkKaHHUs HUOOUS B CIUIaBE YCHUIMBAET 3TOT
addexr.

CmnaB D110M pexoMmeHI0OBaH [isl KCIIOJNIB30BaHUSA B KayecTBe MaTepHalia 00OJIOYEK TBIJIOB
peaktopoB BBOP u PWR B cBsizu ¢ TeMm, 4TO UMEET ONTUMAJIbHOE JJIsI 000JIOUYEK TBIJIOB COUETAHUE
CBOICTB 110 CTOMKOCTH K KOPPO3UH U PaIMalluOHHOMY (DOPMOM3ZMEHEHHUIO B YCIOBUAX 00TyUEHUSI.

6. M3yueHue BIMAHKS JIETHPYIOIIETO COCTaBa MHOTOKOMITOHEHTHBIX CIUTaBOB crcTeMbl Zr-Nb-Sn-
Fe Ha cBoiicTBa 00071049€eK TBAJIOB B YCIOBUSAX HEUTPOHHOTO OOIydeHHUs MOKA3aJlo, YTO ONTUMAIbHOE
cojiepKaHHe OJIoBa B ciuiaBe D635 nmomkHOo Haxoauthes Ha ypoBHe (0,4 — 0,6) macc. %, mpu
HOMUHAJIBLHOM cojepxanuu sxeneza 0,3 macc. % u Huodbust 1,0 macc. %, nns MOBBIMIEHUS €T0
KOPPO3MOHHOW CTOMKOCTH, C COXpPAaHEHHWEM BBICOKOTO YPOBHS IPOYHOCTHBIX XapaKTEPUCTHK U
COMPOTHUBIICHUSI paaualluOHHOMY (opmousMeHeHuto. CrlaB Takoro cocTaBa MOXKET OBITh
PEKOMEHIOBaH Ui HCIONb30BaHUS B KadecTBe marepuana Tpydo HK u cumobix amemento TBC

peaktopoB BBOP u PWR.
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CnucoK ycJI0BHBIX 0003HAYEHM
A3 — akTuBHas 30Ha
ADC — aToMHasl 371EKTPOCTAHIIMS
BOP-60 — uccnenoBaTenbCKuii peakTop Ha OBICTPBIX HEUTPOHAX
BBOP-1000 — Bo10-BOASIHOM SHEPTETHUCCKUI PEAKTOP
BT — BUXPETOKOBBIA METO/I U3MEPEHUS TOJIIIMHBI OKCUIHOMN TIJIEHKU
BXP — BOIHO-XMMHYECKHN PEKUM
I'TTY — rekcaroHanbHas INIOTHOYIIAKOBaHHAs pellIeTKa
I'IK - rpaHeneHTpupoBaHHas KyOM4ecKas perieTka
KO — koHTpONIBHBIE 00pa3IIbI
MM/I — 351eKTpOHHAss MUKPO-MUKPOAU(PpaKLIKs
HUUMAP — HayuyHo-uccnenoBaTebCKUii UHCTUTYT aTOMHBIX PEAKTOPOB
OLIK — oObeMHOLIEHTpUpPOBaHHAS KyOuUuecKas pereTka
OLT — 00beMHOIICHTPHPOBAHHAS TETPArOHAIbHAS PEIIETKA
PUB — paguanimoHHO-UHAYLIMPOBAHHBIE BBIJCICHUS
PMA — peHTreHocneKkTpagibHbIi MUKpOAHAJIN3
CHa — CMEILIEHNE Ha aTOM
COM — ckaHupyolas 3J1eKTPOHHAs MUKPOCKOIIHS
TBC — remnoBbLaemnstomas coopa
TBCA — TBC anpTepHaTUBHOM KOHCTPYKLIUN
TBCA-AJIb®A — sBonOIHOHHOE pa3BuTHE 6a30Boi KOHCTpYKiuu TBCA
TB3J1 — TETUIOBBIIEISIFOIINM 3JIEMEHT
TOM — TpaHCMUCCHOHHAS! 3JIEKTPOHHAS MUKPOCKOIUS
SAD - snexTpoHHas MEKpOIU(GPAKINS C BBIACICHHON 00acTu
CBED — ananu3 nu¢pakuuu 31eKTPOHOB B CXOIAIIEMCS ITyUKe

PWR sHepreTrueckuii peakTop 3amnaaHoro au3aiHa
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00 WCIOJIb30BaHHU Pe3yJIbTATOB auccepTaloHHOi pabotel IlleBsikoBa Anexcanapa FOpreBuua
«DOpMHpOBaHHE H 3BOJIIOIMS CTPYKTYpHO-(A30BOr0 COCTOSIHUS OKCHIHBIX IUIEHOK CILIABOB
IIUPKOHHS NPH KOPPO3HWH BO BHEPEAKTOPHBIX M PEAKTOPHBIX YCIOBHSX», IPEACTABICHHOHW Ha
COMCKaHHE Y4YEHOM CTelMeHW KaHIuJaTa TEeXHHYECKHMX HayK Imo chenuainbHoctH 2.6.1 —
«MertaioBeieHHE M TepMUudecKas 00paboTKa META/UIOB U CILIABOB»

Pe3ynbTathl, nosyuyeHHbIe B iuccepTalinoHHoi padote [lleBsikoBa A.}O., m03BOIMIN BHEIPHTE
B HayuHyio npaktuky AO «BHUHMHM)» BbICOKOUYBCTBUTENIbHBIE METO/AbI MOJArOTOBKH H TOM
UCCJICZIOBAaHHH  CTPYKTYpPHO-(A30BOr0 COCTOSHHS OKCHIHBIX IUIGHOK, OOpa3oBaHHBIX Ha
MOBEPXHOCTH M3JEIUIl M3 CIUIaBOB HA OCHOBE IMPKOHMS. Mcmonb3oBaHHME AaHHBIX METOJIOB
MO3BOJIMJIO YCTAHOBHTH OCOOCHHOCTH MEXaHH3MOB M 3aKOHOMEPHOCTEH OKHCIIeHHsS 000JI04eK
TBAJIOB U 3JIEMEHTOB CHJI0BOrO Kapkaca TBC.

Ha ceropusimiamii nens B npaktuke AO « BHUMHM» mmpoko ucnonb3yrorest pazpaboTaHHbIE
METO/Ibl IPU MCCIICIOBAaHUM U aHAJIM3e BIUSHHUS (Pa30BOro M 3JIEMEHTHOIO COCTaBa LIUPKOHHEBBIX
CILIaBOB HAa X KOPPO3HOHHOE IOBEICHUE, BKJIIOYAs CONPOTHUBIIEHUE HABOJIOPOKHBAHHUIO.

[IpuBei€HHBIC B qUCCEPTALMOHHONM paboTe IKCHEPUMEHTAIbHbBIE JIaHHBIE MOCIEPEaKTOPHBIX
MCCIIEIOBaHMM HCIIOJIb30BAHbI MPH aHalu3e U 000CHOBaHMM paboTOCHOCOOHOCTH M Ge30macHoOM
SKCIUTyaTallud TBJIOB ¢ obOonouykaMu u3 crmiaBa D110M. VkaszaHHble pe3yabTaThl BOLIM B
pa3paboTaHHBIH U YTBEepKIeHHBIH TexHuueckui mpoekT TBas1a Ne 310.059.000 TII, no3ponuBIIMi
nposectd B 2020 roay 3arpy3ky B peaktop PWR 4-ro 61oka ADC «Ringhals» (ILIBewust) yeTsipex
muwioTHeIX coopok TBC-K, B cocraBe koTophix 24 TB3j1a ¢ 000a04ykamu U3 criasa D110M. Kpome
toro, Ha 3aceganun HTC Ne2 «SlnepHble Marepuaibl M TEXHOJIOTHM SIEPHOTO TOIUIMBAY
["ockopnopanuu «Pocatom» no reme «OCHOBHbIE HalpaB/IeHUs! pa3padOTOK U BHEJIPEHHUS TOILIMBA
AO «TBDJI» na 2023r. ot 05.10.2022r. npuHATO pelIeHHE O IPOBEJECHUH OINBITHO-IIPOMBILIICHHOH
skcrutyatauu Tpex TBC-2M, cHapskEHHBIX TOJIBKO TBIJIaMH ¢ 000s104Ko0# 13 cruiaa D110M, B
peaktope BBOP-1000 sueprotioka Ne 4 banakosckoit ADC, HaunHas ¢ 25-0H TOIUIMBHOM 3arpy3KH
(2025 rox) u manbHEHIIMM MEPEXOA0M Ha MOJHOCTHIO IIPOMBILLIEHHYIO SKCIULYaTalHIo.

HauanbHuk oT/iena pa3pabOTKH LIHPKOHHEBBIX MATEPHAJIOB, %
JIOKTOp TEXHHYECKHX HAyK & B.A. Mapkenos
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O06 wucnonb30BaHMH pe3yNBTATOB IHCCepTalMOHHOM paborsl IlleBskoBa AuekcaHpa
IOpreBrua «DopMHpOBaHHE U SBOJIOIHMS CTPYKTYPHO-(A30BOr0 COCTOSHHMS OKCHIHBIX IUIEHOK
CIIABOB LIMPKOHMS IIPH KOPPO3HH BO BHEPEAKTOPHBIX M PEaKTOPHBIX YCIOBHAXY, IPEACTABICHHOM
Ha COHCKaHME Y4YEHOM CTENEeHM KaHIWJaTa TEXHMYECKUX HayK (crmenuaapHOCTh 2.6.1 —
MertajutoBeienre U TepMudeckas 06paboTka METaJIOB U CILJIABOB).

Komuccns B cocTaBe: mpencenarens KOMUCCHU: K.T.H., HAYAIbHUK OTHENICHUS PEAKTOPHOTO
MarepuanoBefieHuss 3Bup E.A.; uneHBl KOMHMCCHM — J.T.H., IJIaBHbIM HAyYHBIA COTPYAHHK
KoGburauckuid I'.Il. u k.T.H., crapmuit Hay4ynsli cotpyanuk O6yxoB A.B. HacTosmmM axToMm
YAOCTOBEPSIOT, YTO PE3yJIbTaThl AUCCEPTaMOHHOM paboTsl A.JO. IlleBsikoBa Ha COMCKaHUE YIEHOM
CTCNICHH KaHIMaTa TEXHUYECKUX HAYK UCIIOJIb30BaHbI B HAYYHO- HpOPIBBO}ICTBCHHOI/I NeSATENbHOCTH
AO «I'HI] HUMAP» B creayromieM HalpaBIcHUN:

I[pusenénnsie B mucceprarmu [lessikosa A.YO. nannsie ucnons3osansl B AO «THL HUMAP»
npu  pa3pabOTKe METOJa NPHUIOTOBICHHS K IIPOBEACHUS TPAHCMUCCHOHHBIX 3JIEKTPOHHO-
mukpockomuyeckux (TOM) wuccnenoBanmit  OOMyYeHHBIX OOpa3lOB OKCHAHBIX ILIEHOK,
chopMupoBaBIIIXCS HA 000I0UKAX TBIJIOB [OCIIE IKCIIEPUMEHTOB B HCCIIEIOBATEIBCKAX PEAKTOPax
U IPOMBIIUICHHON OSKCIUTyaTallid B aKTHBHBIX 30HaX 3Hepro6aoxkoB BBOP. DTo mo3Bommio
BHEJIDHTE B HayYHO-TeXHHYECKYIO npaktuky AO «['HI] HUMAP» yka3aHubIif METOA U IPOBOIMTE
HCCIISIOBAHUS CTPYKTYPHI U (ha30BOroO COCTaBa 0OIyYEHHBIX OKCHAHBIX IUIEHOK CILIABOB IUPKOHHMS
C y4€TOM 0COGEHHOCTEH MPOGOOATOTOBKY B YCIOBUSX 3aIUUTHI OT HOHU3UPYIOIIUX M3TyYeHHUI.

IIpuMeHeHHe JaHHOTO METOJa BHECNIO CYLIECTBEHHBIM BKJAJ B DPAa3BUTHE CTPYKTYPHBIX
HCCIIC/IOBAaHUH, IOBBICHIO HAy4YHBIi YPOBEHb IOJy9aeMBIX PE3YyJIbTaTOB, IO3BOJIMIO JETAIBHO
pa3obparscst B mporeccax pOpMHEPOBAHMS M POCTA OKCHAHBIX CIIOEB HA 3JIEMEHTaX KOHCTPYKIIMH
TBC mnpu B3auMONEHCTBHM C TEIUIOHOCHTENEM B YCIOBHUSX HEHTPOHHOTO OOIydEHHS.
Hcnone3oBanue NaHHOTO MeTOAa Ja&T BO3MOXKHOCTH YCTAHOBHUTH (DAKTOpEI, OTBETCTBEHHBIE 32
KOPPO3HOHHOE IIOBCICHHE LHMPKOHHMEBBIX MAarepUalioB IPH OKHUCICHHWM B DPa3IMYHBIX BOIHO-
XUMUYECKHX pexxumax Temonocurens (BBOP, PWR u 1. 11.) u onpenenuts HanpaBIeHUs pa3BUTHS
OTEYCCTBCHHBIX IAPKOHUEBBIX CILIABOB C IIOBBIIIEHHHIM KOPPO3UOHHBIM COIPOTUBIICHUEM.
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