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CHucoK COKpanleHUd U YCJIOBHBIX HAMMEHOBAHUM

TB3JI — TEIIOBBIACIISIONINM 3JIEMEHT;

BTO — BbicOKOTEMIIEPATYpPHOE OKUCIICHUE;

AO «TBDOJI» — TomnusHag xoMmmanusa Pocaroma;

AO «BTW» — Beepoccuiickuii TEMIOTEXHUYECKUM UHCTUTYT, OTKPBITOE aKIIMOHEPHOE
00I11eCTBO;

AO UM3 — Yeneukuit MeXaHUIECKUI 3aB0JI, AKIIMOHEPHOE OOIIECTBO;

TBC — remnoBbiaensonas cOopka;

TBC-KBAJIPAT — npoekt poccuiickoro Torusa st ADC 3amnagHoro qu3aiiHa,

ADC — aTroMHas 3JIEKTPOCTAHIINA;

NEA OECD — AreHTcTBO 110 sifiepHOM dHEpreTuke nmpu OpraHu3aiui SKOHOMUYECKOTO
COTPYAHUYECTBA U Pa3BUTHUS,;

ANTIA — Mexnynaponnas Axanemus [lepenossix Snepubix TexHoMOTHIH;

MAT'ATD — MexX1yHapoIHOE areHTCTBO 110 AaTOMHOM 3HEPIUH;

I'ITY — rexcaronanpHas IIIOTHOYIIAKOBAHHAS PELIETKA,

OLK — o6bemMHOIIEHTpUpPOBAaHHASA KyOHUUYECKast peIIeTKa;

ECR - okBuBasieHTHAS CTEIIEHDb OKUCIIEHUS,

ECR-CP — pacueTHas cTeneHb OKHCIICHHUS,

OII — ocTaTo4yHas IJIACTUYHOCTD;

B/III — BakyyMHO-1yroBas IUIaBKa;

OJIII — aneKTpoHHO-Ty4eBas IJIaBKa.



O0mas xapakrepucTuka padorTsbl

AKTYyaJIbHOCTh

B Poccuu u 3a pybexxom anisi 00004eK TBAJIOB B pPeakTOpax Ha TEIUIOBBIX HEHTPOHAX
NPUMEHSIOTCS CcIutaBbl TUna Zr-1%Nb Ha MIHMXTOBOW OCHOBE W3 3JIEKTPOJIUTHYECKOTO HIIU
ry04aToro IUPKOHHS, KOTOPBIE YJOBIETBOPSIOT MPOEKTHBIM MapamMeTpaM SKCIUTyaTallud Mo
KOPPO3UWOHHOHU cToiikoct U (opmomsmenenuto [1-9]. Bmecte ¢ Tem, mpu ompeaeeHHbIX
yCIIOBUSIX BbICOKOTeMmeparypHoro okucieHus (BTO) nmpumeHUTENbHO K aBapusM, B KOTOPBIX
Temneparypa o0osouku Moxet qocturath 1200 °C, nns cinaBa Zr-1%Nb, uzroraBnuaeMoro Ha
TPOVHOM IIMXTE C OCHOBOM U3 3JIEKTPOJIUTUYECKOIO LIUPKOHUS, CBOUCTBEHHO PAHHEE OTKIIOHEHHE
OT MapaboIMYeCKON KUHETHKU OKHCIEHUs C mepexoioM k nuHeiHou [10-12]. Ipossrenue
paHHEero JUHEHHOrO0 OKHUCICHHUS COMPOBOXKIACTCS O0Opa30BaHUEM PACTPECKUBAIOIINXCA U
OCBHITIAIONINXCS OKCHJIHBIX IJIEHOK, MHTEHCHUBHBIM MOTJIOIIEHUEM BOJIOPO/Ia C PE3KUM CHIKEHHUEM
OCTAaTOYHOHM IUIACTUYHOCTH IMPKOHUEBBIX 000JI04eyHBIX TpyO. Pe3ynpTaThl poccuiickux u
3apyOeXHBIX HCCIeA0BaTeNe MOKa3bIBAIOT, YTO CILJIaBbl U3 ry0YaToro MUPKOHUS TaKXKEe MOTYT
OBITh MMOIBEPKEHBI TMHEHHOMY OKHUCIICHHIO, HO OoJsiee mo3aHeMy [13-16]. Dtu GakThl MoOYKAa0T
OTIpeACNUTh MPUYUHBI TAKOTO MOBEJCHUS CIJIABOB U HAMTU CIIOCOOBI UX YCTPAHEHUS.

B cBsi3u ¢ aTiM 3amaga obecrieueHus s TpyO u3 cruiaBa Zr-1%Nb u ero Mmoaudukanui
noBeneHuss npu BTO B meperperom BoasHOM mape 0e3 MPOSIBICHUS JIMHEMHOTO OKUCICHUS
ABJISIETCS] AKTYaJIbHOM.

AKTyanbHOCTh AMCCEPTALMM MOATBEPKAACTCS €€ BBINOIHEHUEM 10 HAyYHBIM JOTOBOpam
AO «BHUMHM», ¢unancupyempix AO «TBDJI» B pamkax kopropatuBHbIX IIporpamm mo
LUPKOHUEBBIM MaTepuaiaM M TEXHOJOTUsAM Juid aroMHOW sHepretuku Ha 2009-2026 rr. u
MexayHapoaHbix nporpamMm no TtomuBy TBC-KBAJIPAT nnsa ero mocraBok Ha ADC c

PCaKTOpaMu Ha TCTIJIOBLIX HeﬁTPOHaX.

Hean pa6oThl

BrisiBnenue u  ycrpaHeHwe — (akTOpoOB — mepexoja K - JIMHEHHOM  KUHETHKE
BBICOKOTEMIIEpATYpHOTrO OKucieHus cruaBa Zr-1%Nb B meperperom BoasiHOM mape yis
CHMIXCHUA HABOJOPOKHUBAHWA W IMOBBIILICHUA OCTAaTOYHOM IUIACTUYHOCTH OO0O0JIOYEK TBIIJIOB M3

HEro B aBapUMHBIX CUTYALMIX.



Pemaemsble 3agaum:

1) PazBute meromuku BTO u e€ Bepudukamuss B ucnbiTaHusx cruiaBa Zircaloy-4 c
MOJIyYEHUEM  JIOCTOBEPHBIX M  BOCIHPOMU3BOAMMBIX  pPE3yJbTaTOB, COIMOCTAaBUMBIX C
OITyOJIMKOBAHHBIMHU JIJIS1 3TOTO CIJIaBa JaHHBIMHU.

2) V3ydeHue BIMSHUS PA3HOBUIHOCTH IUPKOHHUEBOHM OCHOBBI cruiaBa Zr-1%Nb Ha
nosiBfieHue JauHeitHoi kunetuku BTO.

3) YnaneHue npu BbIIUIABKE CJIUTKA K 00pabOTKE MOBEPXHOCTU TPYO HETAaTHBHO BIIHMSFOIINX
npumeceii Ha BTO B BoasHoM nape cruiaBa Zr-1%Nb.

4) DKCcriepuMEHTAIbHOE IMOATBEPKACHUE OTCYTCTBUS JIMHEHHONW KuHeTMkH BTO 'y

Moaudukanmii crmasa Zr-1%Nb s 0005104ek TBJIOB, ¢ y4€TOM HaBOJAOPOKUBAHUS.

Hay4ynast HOBM3HA:

1. BriepBbie onpeieneHbl pa3inuns B 3aKOHOMEPHOCTAX KUHETUKU OKUCIIEHUS], IIOTJIOIIEHUS
BOJIOpOJIa M OXpymuuBaHus B BonasHoM mape npu 1000 °C oOpasuoB cmmaBa Zr-1%Nb nHa
pa3zenbHOl ocHOBE U3 TPEX BUAOB IupKoHUs (110 100 %) - 971eKTpOIUTUYECKOT0, Ty0UaToro uin
noauaHoro. C yBenuueHueM temrepaTypsl napa 10 1200 °C 3Tu pa3iauuusi CHUXKAKOTCS BHE
3aBHCHUMOCTH OT BHJIa IIMPKOHUEBO OCHOBHI cIuiaBa Zr-1%Nb u cogeprkanust B HEM IPUMECEH.

2. BiepBbie 3KCTIEpIMEHTAIBHO MTOKA3aHO KIIIOYEBOE BIMSHUE OCTATOYHOM puMecH Gropa
B KOJIMYECTBE J0 5 ppm Ha MPOSIBIECHUE PAHHEro JIMHEHMHOro okucieHus B nape npu 1000 °C
cruiaBa Zr-1%Nb Ha IIMXTOBON OCHOBE M3 AJIEKTPOJIMTHUECKOro upKoHus. Conepkanue gropa
MmeHee 1 ppm B ciiaBe Zr-1%Nb oOecrieurBaeT OTCYTCTBUE JIMHEHHOTO OKUCIICHHUS.

3. Brepsrie B BojmsstHOM mape mpu 1000 °C mns crimaBa Zr-1%Nb BEISBICHO pa3iudue B
IpeuMyliecTBEeHHOH Tuddy3un Kuciopoja, MpoTekarouied Judo ¢ o0pa3oBaHUEM TOJCTBIX
PacTPECKUBAIOIINXCS W OCBHINAIOIINXCSI OKCUJIHBIX IUIEHOK ITPY HAJIUYHUU B CIUIABE OCTATOYHBIX
npumecei, 100 ¢ pPocToM MOAOKUCHOTO ciosi o-Zr(O) 10 TOJHOTO 3aroHEHUS CEYCHUS
TpyOuaroro obOpasua mpu OTCYTCTBMM (WM YyZaJleHWH) 3THX mpuMeceill. Takoe mnoBeneHue
KHCJIOPO/1a KapAMHAIBHO OTINYAETCS OT €r0 MOBEACHUS B JPYTHX [IUPKOHUEBBIX CIUIABAX.

4. BrniepBbie B BoassHOM nape mpu Temmeparypax oT 800 go 1200 °C mosryueHbsl KHHETUKU
okucieHus s mMonudpukanmii cmimaBa Zr-1%Nb, copepxamux ¢Top MeHee 1 ppm, u
YCTaHOBJIEHO O0OOIIEHHOE BIUSHUE BOAOPOJA HA OCTATOYHYIO IJIACTUYHOCTH ATHX CILJIABOB C

ONpCACIICHUCM HOpOI‘OBOfI CTCIICHU OKHUCJICHUA, COOTBCTCTBYIOIJ_Ieﬁ XPYIKO-BA3KOMY IIEPEXOAY.



IIpakTnyeckasi 3HAYUMOCTh:

1. Pa3BuTa u BHeApeHa B MpakTHKy HccienoBanuil meromuka BTO, obecneumBaromas
OJTHOPOJHOCTh OKMCJIEHHS W HaBOJOPOXKMBAHMSA LUPKOHUEBBIX OOpPa3LlOB, OCTOBEPHOCTh U
BOCIIPOU3BOAMMOCTb PE3YJIbTATOB, YTO MOATBEPXKAEHO €€ BepuduKauueil B HIKCIEpUMEHTaX Ha
cruiase Zircaloy-4.

2. Ha ocHOBe HaHHBIX MO HeraTMBHOMY BiusHUIO (ropa Ha BTO u oxpymuuBanue
[UPKOHHUS PEKOMEHIOBAHO BBECTH Ha CIUTKH M 00OoioueuHble TpyObl m3 ciutaBa Zr-1%Nb
TpeboBaHue 1o copepkaHuto propa MmeHee 1 ppm.

3. Ilpu BbmnaBke cmiaBa Zr-1%Nb ¢ mpuMeHEHHEM 3JIEKTPOJIMTUYECKOTO TMOPOIIKa
LUPKOHUSI PEKOMEH/I0BAaHbl TONOJIHUTEIbHBIE MIEPEIIABbl CIUTKA U ONTUMU3ALMS UX PEKUMOB
JUIs yJaJIeHUs] OCTaTOYHON mpuMecH (ropa 10 ypoBHs MeHee | ppm.

4. DKCHEepUMEHTAIbHO OOOCHOBAHO INPUMEHEHUE HOJUIHOTO LHUPKOHUS B KauecTBe
IIMXTOBOI COCTABIISIOIICH MTPU BBIIUIABKE CIIMTKOB CIUIaBOB THIa Zr-1%Nb.

5. B TexHOIIOTHI0 MPOU3BOICTBA 000JI0YESUHBIX TPYO BHEAPEHO MPUMEHEHHE YBETUIEHHOTO
cheMa HIITM(POBKON CHapYy>KU U TpaBiieHuEeM U3HYTpH (1o 15-20 MKM Ha 1uamerp) Ui yAaieHus
IOBEPXHOCTHOT'O METAJIA, 3arPSI3HEHHOT0 (PTOPOM U APYTUMH IPUMECSIMH.

6. DOkcnepumenTansHbIe JanHble 10 BTO Momudukanmii cimasa Zr-1%Nb ¢ gTopom MeHee
1 ppm ucnonb3oBaHbl Uisi 00OCHOBAaHUS MPUMEHEHUS 3TUX MaTepUaioB B KayecTBE 000JI0UEK
TBAJIOB.

7. OnyOyMKOBaHHbIE Pe3yJbTaThl BKIOUYEHBI B oT4eT Ne 7483 EBpormeiickoro areHTcTBa o
sanepHoi sHepruu npu OpraHu3alMd 3KOHOMHUYECKOTO coTpyAaHuuyecTBa M paszButus (NEA
OECD) 1 ucnionb3yroTcsi B yaeOHOM Kypce CEMHUHAPOB JIJIsl CIICIIUATMCTOB aTOMHOM SHEPTETHKH,

npoBoauMbIX MexnayHapoaHoi Axkanemueil [lepenoseix SAnepusix Texnomoruit (ANTIA).

IHonoxenus, BLIHOCHUMbIE HA 3ALLUTY:

1. Pe3ynbratel pa3BuTHs, BepudUKaIMy 1 BHEAPEHUS B IPAKTUKY BHICOKOTEMIIEPATypPHBIX
UCIBITAHUN METOAMKHU, OOecleyrBaronlel OJHOPOAHOCTh OKHCIEHUS M HaBOJAOPONKHBAHUS
00pa3uoB TpyO U3 CIJIaBOB IUPKOHUS, JOCTOBEPHOCTh U BOCIIPOM3BOAUMOCTh PE3YJIbTAaTOB.

2. Pe3ynbTaThl HCCIIEOBAHUI 110 BIUSHHUIO Pa3HOBUIHOCTH LIMPKOHUEBOW ocHOBBI HA BTO
crutaBa Zr-1%Nb, no3BosuBIINE BRISIBUTh HATMYME OCTATOYHON MpUMeECH (PTOpa Kak KIIF0UEBOTO
(akTOpa paHHEro JIMHEHHOT0 OKUCIIEHUS CIIJIaBa HA OCHOBE 3JIEKTPOJIMTUYECKOrO IUPKOHUS.

3. Pesynbrathl uccnenosanuii nmo BiaussHuio Ha BTO u oxpynuuBaHue ynaneHusi npumMecu

¢dTopa B crutaBe Zr-1%NDb npu BeImIaBKe CIUTKa B 00pabOTKe MOBEPXHOCTH TOHKOCTEHHBIX TPYO.



4. Pesynbratel uccnenoBannii kuHetuku BTO, mormomeHuss BOAOpoJa M OCTATOYHON
IIJIAaCTUYHOCTH C HpCIICTaBJICHI/IeM X B BUIC ,[[I/IaI‘paMMBI OXpyH‘-II/IBaHI/DI B O6OCHOBaHI/Ie

npuMeHeHHus MouduKanmii cruiaBa Zr-1%Nb s 000109eK TBAJIOB.

JlocToBepHOCTh Ppe3yJbTaTOB obecrieunBaeTcs: 1) MpeAcTaBUTEIbHOCTHIO 00BEMA
AKCIIEPUMEHTOB, BBIMOJHEHHBIX C [PUMEHEHHEM KOMILIEKCA COBPEMEHHBIX METOJ0B
WCCIICIOBAaHM, HA TIOBEPEHHOM BBICOKOTOYHOM OOOpYIOBaHWHM, C HCIOJIb30BAHUEM
aTTECTOBAHHBIX METPOJIOTAMU METOAMK; 2) BOCIPOU3BOJAUMOCTBIO pE3ylbTaTOB U HX
COTJIACOBAHHOCTBIO C U3BECTHBIMH 3KCIIEPUMEHTAIILHBIMH JIaHHBIMHU T10 UCCIIeyeMO podiieMe,
MOJyYCHHBIMH TIPU CPAaBHUMBIX YCJOBHSIX WCIBITAHHA JUISI OTEYECTBCHHBIX U 3apyOEKHBIX

HUPKOHUECBBIX MAaTCPHAJIOB.

Anpobanus

OcCHOBHBIE PE3YJbTATHl JHCCEPTAMOHHONW paOOTHI JIONOXKEHBI M OOCYXXICHBI Ha
cnenyromux HayuHblx KoHpepenuusx: I, V, VI, VII Epa3suiickoii HayuHO-IIpaKTH4YeCKON
koHpepenimu «IIpounocts HeoaHOPOAHBIX CTpYKTYp» (ITPOCT-2006, 2010, 2012, 2014), HUTY
«MUCuC», MockBa, HayuHo-mpakTuyeckoil KOH(pEpPEeHIIMH MaTepUAIOBEAUYECKUX OOIIECTB
Poccun «L{upkoHuii: MeTayutyprusi, CBOMCTBa, MpuMeHeHuey, 24-28 nos6ps 2008, 3senuropon;
International scientific and technical meeting «Computational and experimental studies of LWR
fuel element behavior under beyond design basis accidents and reflood conditionsy, 27-28 urosns
2009, Mocksa; IX Poccuiickoif KOH(epeHIMH MO peakTOpHOMY MaTepuanoBeneHuto, 14-18
cenrs6ps 2009, Jmmurposrpan; 16™ International Symposium: Zirconium in the Nuclear
Industry, 9-13 mas 2010, Chengdu, China; 9™ International Conference «WWER Fuel
Performance, Modelling and Experimental Supporty», 17-24 cents6pst 2011, Helena Resort,
Bulgaria; Illkone-koH(pepeHMU Iasi MONOACKH N0 mpobieme «B3ammoneiicTBue H30TOMOB
BOJIOPOJIa C KOHCTPYKIIMOHHBIMU MaTepuanamu IHISM 2011», 24-28 okta6ps 2011, 3Benuropoy;
«Martepuansl sjepHoii TexHukm» (MAST-2014), 7-9 oxrabps 2014, 3senmropon; 18"
International Symposium: Zirconium in the Nuclear Industry, 15-19 mas 2016, Hilton Head Island,
USA; Hayuno-texundeckoit koHpepenuun AO «TBOJI» SnepHoe TOMIMBO HOBOTO MOKOJIEHUS
it ADC, 16-17 nostopst 2016, Mocksa; «Matepuaisl saepHoi Texaukm»y (MASIT-2017), 28-29
HOs6ps 2017, Mocksa; 19" International Symposium: Zirconium in the Nuclear Industry, 19-23
mas 2019, Manchester, United Kingdom; «Marepuains! sineproit texankm» (MAAT-2023), 22-23
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I'nasa 1. I[loBeneHne HMPKOHMEBBIX CIUIABOB MPHU BHICOKOTEMIIEPATYPHOM OKHMCJIEHUU

(aHanuTHYecKUii 00630p)

1.1 IlmpkoHHEBBIE CIJIABBI JI ATOMHOM YHEPreTHKH

OcCHOBY COBpEMEHHOM MHUPOBON AaTOMHOW DJHEPreTUKH COCTABIIAIOT PEAKTOPHl Ha
TeroBeIX HeTpoHax. [lo nanueiMm MAT'ATD Ha Hacrosiiiee BpeMs B MUPE IKCILTyaTHPYETCs
6osee 410 peakTopoB, Ha pa3HOU CTAJUHM CTPOMTEIBCTBA HAXOAATCS OKoJio 60 peakTopos [16].
Poct mwupoBoro sHepronmorpebiieHuss B COBOKYIHOCTH CO CTpEMJIEHHEM K Iepexoay Ha
HU3KOYTJIEPOAHbIE HCTOYHUKY F€HEPALMU SHEPTUU JETIAl0T AaTOMHYIO SHEPIeTUKY aKTyaJIbHON U
BoctpeboBanHOM. 1o mporanosy MAT'ATD k 2030 roay oxugaercs yBeIU4eHHE MPOU3BOICTBA
aTOMHOM 3Hepruu oT ypoBHs 2022 ronma Ha 24 % u nmoutu B 1,5 paza x 2050 romy, 4to
notpedyeT Bo3pacTaHusi 00BEMOB MPOM3BOJACTBA siiepHoro TomnuBa [18]. Bmecre ¢ stum
BeAyTCcsl pabOThl IO TMOBBIIICHUIO 3(PPEKTUBHOCTH €ro HUCHOJIb30BAHUS, CBS3aHHBIE C
yBenuueHneM MmomHoctd ADC, moBblieHHeM BbiropaHus Tommea A0 80 MBt-cyr/kr U u
YBEIMUEHUEM SKCIUTyaTallMOHHBIX KaMIaHuid A0 6 5er u Oojee, yIJIMHEHHEM TOILTUBHBIX
[UKIIOB, BO3MOXXHOCTHIO MAaHEBPUPOBAHUS MOIIHOCTHIO W YIYYIIEHHUEM JPYTHUX YACIbHBIX
nokasaresnei. Takod MOJIXOJ HAaKJIaJAbIBAET JOINOJHUTENbHbIE TPEeOOBaHMS, KaK K SAECPHOMY
TOIUIMBY, TaK U K Marepuansam U KoHcTpykuusiM TBC, Bkirodas 0007104YKH TETIOBBIIESISIOMINX
AJIEMEHTOB.

B kauectBe Marepuwana i 00OJOYEK TBAIIOB HCIONB3YIOTCS LHUPKOHHEBBIC CILIABHI,
oOrnanaronue HU3KUM CEYEHHEM 3aXBaTa TEIUIOBbIX HEHTPOHOB, MPUEMIIEMBIMU MEXaHUYECKUMU
CBOWCTBAM M a/ICKBaTHOW paJMallMOHHOW W KOPPO3WMOHHOW croiikocThio [1-9]. Ha mpaktuke
HanboJiee MIMPOKOe MPHUMEHEHNE HANUTM OMHApHBIE crutaBbl cucteMsl Zr-Nb (3110, 3125, M5)
U MHOTOKOMITOHEHTHBIE CIUIaBbl cucteM Zr-Sn-Fe (Zircaloy-2, Zircaloy-4) u Zr-Sn-Nb-Fe
(D635, ZIRLO) [19]. CocTaBbl HanboJICE MIMPOKO MPUMEHSEMBIX CIIJIABOB IS 000JIOUEK TBIJIOB
npuBesieHbl B Tabnuue 1.1.

Pa3paboTka 1upKOHMEBBIX cIIaBOB Havanmach B 1950-x romax B Poccum u CIIA, u
pa3BUBAJIaCh MO ABYM Pa3IMYHBIM HAMPABICHUSIM:

- B CIHA mosyuyunu pa3BUTHE CIUIABbI, JIETHPOBAHHBIE OJIOBOM, KEJIE30M, XPOMOM U
HUKEJIEM, JJIsl YCTPaHEHHs] BPEHOTO BIUSHUS OCTATOYHOTO a30Ta U MOBBILICHUS] KOPPO3UOHHOMN
CTOMKOCTH IUPKOHUS - ciiaBbl Zircaloy-2 u Zircaloy-4. Tlpu npousBojctBe criaBoB Zircaloy
UCTIONB3YyeTCS  ryOuaThlii  IUPKOHMK, mody4daembld 1o  Metony Kpomnma — myrem

MarHUATEPMHYECKOTO BOCCTAHOBIICHHS TETPaXIOpHIa IIUPKOHKS [6];
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- B Poccun nns nmpuMeHeHUs B aTOMHOM IMPOMBIIUIEHHOCTH OBLIM BBIOpaHbl OMHApHBIE
CIUIaBBI ¢ HHOOMEM IpH cozepkaHusx Huoous ¢ 1,0 % umm 2,5 %, 3a cueT ero moyoKUTeILHOTO
BO3/ICICTBUS HA IJIACTUYHOCTD U IIPOYHOCTh LIUPKOHHUS, & TAKKE Ha KOPPO3UOHHYIO CTOMKOCTD —
cwiaBel D110 m D125. Ha HavanpHBIX JTallax HCCIEIOBAHWI IJI W3TOTOBJIEHUS CILIABOB
UCIOJIb30BAJICA LIMPKOHUH, MOTYYEHHBIH HOAUIHBIM paduHupoBaHueM. Jlanee Juis MoixydeHus
IUPKOHHUS B MPOMBIIUICHHBIX MacmTabax Obul BBIOpaH 3JIEKTPOJMTHUECKUI CIOcoO ero
NOJy4YeHHUsI, KaK Oojiee MPOM3BOIUTEIBHBIA U MEHEE 3aTPaTHBIA, M0 CPAaBHEHUIO C HMOJUIHBIM

paduHUPOBaHUEM.

Tabmuua 1.1 — CocTaBsl HauboIee MUPOKO MPUMEHIEMBIX IUPKOHUEBBIX CIUIABOB B PEAKTOpax
Ha TEIJIOBBIX HEHTpOHAX

Cmuias Copepxanue, macc. %

(cTpana, roJ pa3pabOTKH) Nb Sn Fe Cr Ni O
3110 (Poccus, 1958) 0,9-11 - <0,05 - - <0,10
2110o0nT (Poccus, 2009) 0,9-1,1 - 0,04-0,07 - - 0,07-0.099
3110M (Poccus, 2009) 0,9-11 = 0,075-0,135 - - 0,10-0,14
2125 (Poccus, 1958) 2,4-2,7 - <0,05 - - <0,10
3635 (Poccus, 1971) 0,90-1,10| 1,1-1,3 0,3-0,4 - - 0,05-0,12
D635M (Poccust, 2008) 0,8 0,8 0,35 - - 0,08
Zry-2 (CILA, 1952) - 1,20-1,70| 0,07-0,20 | 0,05-0,15| 0,03-0,08| 0,10-0,14
Zry-4 (CILA, 1953) - 1,20-1,70| 0,18-0,24 | 0,07-0,13 - 0,10-0,14
ZIRLO (CHIA, 1990) 0,90-1,10| 0,90-1,10{ 0,09-0,11 - - 0,10-0,16
Opt.ZIRLO (CIIIA,2008) 1,0 0,6-0,8 0,1 - - 0,12
M5 (®pannus, 1996) 0,80-1,20 - 0,015-0,06 - - 0,11-0,17

HI/IpKOHI/IeBBIG CIINTIaBbI, MCITIOJIB3YEMbBIC B PCAKTOpax Ha TCIIJIOBBIX H€I>iTp0H3X, ITOCTOAHHO

COBEpUICHCTBYIOTCA € LENbI0 YIY4YIIeHUs (PYHKIMOHAJIBHBIX XapaKTEPUCTUK IyTeM

ONTUMM3AIMA XMMHYECKOTO COCTaBa, MPOIEAYpP U3TOTOBICHHUS U TEPMOMEXaHHMUYECKHUX
00paboToK.

Pa3BuTHEe MPKOHUEBBIX CIUTABOB 32 PyOEKOM MPHBENO K MOSBICHHIO TAKOTO CIUIaBa KakK
ZIRLO, koTOpbIii TIO COCTaBy OJHM30K K OTeYeCTBEHHOMY ciuiaBy 2635. B cepemmue 1990-x
roJI0B OBLI TPEJCTaBICH CIUIaB M5, KOTOpPBIN MO COCTaBy MPaKTUYECKH AHAJOTHYEH COCTaBY
crutaBa D110, HO MO3UIIMOHUPOBANICS KAaK MOJTHOCTHIO PEKPUCTAITU30BAHHBIN TPOITHOM criaB Zr-
Nb-O ¢ xouTpomupyemsiM coaepxanuem Fe u S [20-22]. Ha npotspokenuun 1990-x u 2000-x
rozoB cruiaBel ZIRLO 1 M5 cranu TOMHHHAPYIONIMMY CTITIAaBaAMU JIJISI IPUMEHEHHSI B 3apyOeKHBIX
3aMeHsis  0a30BBIH Zircaloy-4. B nanpHeiinieM Oblla MpoBeIcHA

pCaKTopax, CIlJiaB
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ontumu3anus cocraBa cmiuaBa ZIRLO st moBbllieHUsT KOPPO3HMOHHOW CTOMKOCTH TPH
COXpPaHEHHMH OCTABbHBIX ()YHKIMOHATBHBIX CBOWUCTB.

OreyecTBEHHBIE CILIaBbl TaK)Ke IIOCTOSHHO coBepuieHCTBytoTca. s crmmaBa 2110
IpOBeJIcHa ONTUMU3ALUS COJIEpKaHus keleza U kuciopoaa (D110ont) ¢ UCNONb30BAaHUEM B
KauyecTBe IIMXThl ryOuaroro 1mpkonus [23,24]. Jlnsg panpHeimero  yiaydnieHUs
paccmaTtpuBaercs nepexos K criaBy 9110M ¢ Gonee BBICOKMM HOMHHAIBHBIM COJIEpKAaHUEM
xelesa 1 kucaoposa — o 1200 ppm.

CrutaB 3635, TOMMMO HAMPABJIAIONIMX KaHAIOB, IICHTPAJIBHBIX TPYO U YTOJKOB KECTKOCTH
TBC, Takxe paccMaTpuBalics B Ka4eCTBE MaTepuaia 000JI0YeUHbIX TpyO [25, 26]. OgHako mis
NOBBINICHUS]  KOPPO3HMOHHOM CTOWKOCTM C  COXPAaHEHHEM  BBICOKOTO  CONPOTUBIICHUS
bOopMOM3MEHEHUIO H3AETUN TPEATIOKEHO CHIDKEHHE COACpXAaHHS O0JIOBA 0 HOMHHAIBLHOTO
3Hauenus 0,8 % wmacc. (cmmaB 9635M). Cmuta D635M, nHapsny co crmaBamu J110M u D125
ormpoboBaH st 000JI0YEK TBIJIOB MPHU IKCILTyaTalliy 10 BhIropanus torumea 60 MBt-cyt/kr U
B peaktope BBOP-1000 na BTopom 6i0ke banakosckoit ADC [27].

B kauecTBe MMXTOBOW OCHOBBI BCEX OTEUECTBEHHBIX CIUIABOB JJIUTEIBHOE BpeMs
UCTIOJIB30BATACh CMECh JJIEKTPOJIUTUYECKOTO TOPOIIKA HUPKOHUS M MPYTKOB HOAUIHOTO
HUPKOHUS, a Takke OOOpOTHI IIMPKOHHMEBOTO MPOM3BOACTBA HAa OCHOBE ATHUX HCXOJTHBIX
marepuasioB [28]. C 2005 roma Ha4yar mepexoj Ha IIMPKOHHEBYIO T'yOKY B KauyeCTBE OCHOBBI
crutaBa 3110 g oGonmouek TBAOB [29], a ¢ okTsa0ps 2021 roga Ha AO UM3 Hauato cepuiiHoe
IPOM3BOJICTBO OTEUYECTBEHHOM IIUPKOHHEBOM I'yOKH, U B HACTOALIEE BPEMs NMPOBOAATCS pabOThI
[0 BBIXOJYy Ha IJIAHOBYIO MOILIHOCTH npou3BojacTBa ~ 1000 t/rox. Takum obpaszom, Poccus
BOIIUIA B CIIUCOK CTPaH, KOTOPBIE SIBJIAIOTCS MPOU3BOJUTEISIMUA I'yOUaTOro LIUPKOHUS, HApsLy C
CHIA, ®pannwmeit, Kutaem u Unauei.

[TpousBoacTBO TpyO M3 LUPKOHMEBBIX CIUIABOB INpuUMEHUTENbHO K ADC HECKOJIbKO
BapbUpyeTCsl B 3aBUCHUMOCTH OT MPOU3BOJAUTEINS U HMCIIOJIb3YeMOro ciuiaBa. B menom mpouecc
U3TOTOBIICHHUS TPYO BKIFOYAaeT OpPHKETHPOBAHUE METAUIMYECKOTO IIMPKOHHS C JICTUPYIOIIMMHU
JJIEMEHTaMH W 000pOTaMu TPOU3BOACTBA, (HOPMUPOBAHHE PACXOAYEMOI0 3JIEKTPOa,
MHOT'OKpaTHYIO IJIaBKy (2-4 meperuiaBa) ¢ 100aBJI€HUEM BBIOPAHHBIX JIETHPYIOLIUX 3JI€MEHTOB,
KOBKY, ropsiuee BblnaBnuBaHue (mpu ~ 700 °C), roMOreHH3alMOHHBIN OTXKUI (B JAMAaIa3oHe
temneparyp B-Zr ¢a3bl), 1 MHOTOKPAaTHYIO MPOKATKy (B auama3oHe temmeparyp o-Zr ¢assl) ¢
NOCEAYIOMUM OTKUroM. OWHWIIHBIA BAaKyyMHBI OTXHT B 0-00JACTH CIYXKHT JUIS
nepexkpucrauzanuu (RXA, nanpumep, 3110) unu 11 cusatus HanpsbkeHus (SRA, Hanmpumep,
Zry-4). KoHeYyHbIMH TPOLIECCAaMH U3TOTOBJICHUS SBJISIOTCS MPaBKa, NUIM(OBKA, TPABICHHUE WIIH
nojupoBka Tpyo6 [1, 2, 30, 31].

[{upxonueBsie u3aenus, padoratomue B coctaBe TBC, u ocobenHo, 06010ueunbie TPyOHI,
JIOJKHBI [2, 24]:
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- OBITh KOPPO3MOHHOCTOMKMMHU M COXPaHSTh BBICOKOE CONPOTUBIIEHUE OKUCIECHUIO U
TUAPUPOBAHUIO B TEIUIOHOCUTEJIE B TEUEHUE BCEH DKCILTYyaTallMOHHON KaMITaHWUH;

- UMETh  BBICOKOE CONpPOTHBIEHHE (POPMOM3IMEHEHUIO (paAMallMOHHOMY pOCTY |
HOJI3yYeCTH) U COXPAHATh Pa3MEPHYI0 CTAOUIBHOCTD IIPU IKCILTyaTalUH;

- AMETb BBICOKHME IPOYHOCTHBIC, IUIACTUYECKHUE M YIPYTMe XapaKTEPUCTHKU UL
IIPEAOTBPALEHUST Pa3pyLICHUsT B IMPOLECCe JKCIUIyaTalllud, WU3BJICYCHMS U3 AKTUBHOW 30HBI,
TPaHCHOPTUPOBKH U XpaHeHuH oTpadoTasmux TBC;

- UMETh IIPOTHO3UPYEMOC ITOBEACHUEC B aBapHﬁHBIX CUTyalusx.

1.2 Bausinne BTO Ha cTpyKTypHO-(pa30Bble U3MeHEHUS] U OXPYNYMBAHHE B CILUIABaX

IMUPKOHUSA

OpnHoil u3 Haumbosiee aKTyaJlbHBIX MPOOJIEM NpH SKCIUIyaTallMd aTOMHBIX PEAKTOPOB
KOPILyCHOT'O THIA SIBJISIETCS ONAaCHOCTh BO3HUKHOBEHHSI aBapUM C IOTEPEH TEIJIOHOCUTEIIS.
[TocnencTBust Takoi aBapuM MOTYT MMETh MacmiTad oT yactuyHoro mnospexzaeHus TBC no
IIOJIHOTO BBIXOJA M3 CTPOsl AKTUBHOM 30HBI WJIM CaMOr0 pEakTopa C BO3MOXHBIM
PalMOAaKTUBHBIM 3apa’keHUEM OKpy:karolei cpensl [32]. I'1aBHBIM yCIIOBHEM, OINPEAEIISIOLIIM
NOCNEACTBUSl aBapUM, SBISIETCS IL€JIOCTHOCTh, OTCYTCTBUE pAacIUIaBICHMsS, pa3pylICHUs
LIUPKOHUEBBIX O000JOYEK TBAJIOB M COXpaHEHUE MX oxjJaxigaemond reomerpuu. Ilocie
pacxXoylaXMBaHUSl ~ aKTUBHOM  30HBl  JIOJDKHA  OCTaBaTbCi  BO3MOXKHOCTh  JIEMOHTa)Ka
noBpexacHHbIX TBC, BcieacTBHe 4Yero HakIaIbIBalOTCS OrPaHUYEHUS HAa OXpYNUYUBaHUE
IIUPKOHHEBOM 000JI0YKH U CTeIeHb aehopmaruu TB3J10B [33].

B ycrnoBusix momoOHON aBapuu BCIEACTBUE MOTEPU TEIUIOHOCUTENSI LIUPKOHUEBBIE
obosoukn OyayT HarpeBaTbcs ¢ Oosbmioi ckopocthio ~ 100 °C/c [11] u momBeprathest
BBICOKOTEMIIEPATYPHOMY OKHCIIEHHIO B IIapOBOM Cpele M3-3a IOTEPH TEIUIOHOCUTENSI B
AKTUBHOM 30HE pEaKTOpa C TMOCIEIYIOIIEH 3aKaJIKOM Ha CTaJuu 3ajJMBa AKTUBHOW 30HBI
XOJIOJTHOM BOJIOM M3 CHCTEMBl aBapuHHOro oxjaxkaeHus. Temmeparypa 000joueKk B MOJOOHBIX
cUTyalMsix MokeT jgocturatb ypoBHsA 800-1200 °C B 3aBHCHMOCTHM OT THIIa peaKkTopa,
XapaKTEPUCTHK TOIUIMBA M AKCILTyaTallMOHHOM MOIIHOCTH Ha MOMEHT pa3BuTHs aBapuu [34]. B
Cllydae JOKaJIbHOTO pa3pbiBa 000JI0UYKH Oy/IeT UMETh MECTO IBYCTOPOHHEE €€ OKHMCIIEHHUE B Cpejie
MepEerpeToro mnapa.

Takum  o00pa3oM, TpPAaKTHUYECKUH HMHTEpPEeC TNPEACTaBIsIeT U3yYeHHE MOBEICHHSA
IIUPKOHHUEBBIX CIIJIABOB B YCJOBUSAX OBICTPOrO HarpeBa JI0 BBICOKMX TeMmepaTyp ¢ (a3oit
BBICOKOTEMIIEPATYPHOTO OKUCIEHHS U (Pa3oil OBICTPOro OXJaXIEHHUs IJs OLEHKU CTElEeHU

OXpYyHYMBAHUS MaTepHaa.
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1.2.1 Okucnenne MUPKOHUEBBIX CIIJIABOB

[{upkoHueBble O0OJOYKH TMPU B3aUMOJCUCTBUH C TemioHocuteneM mpu 1 ~ 350 °C
MOJIBEPTalOTCS OKHCICHUIO C (OPMHUPOBAHMEM Ha TOBEPXHOCTH OKCHIHBIX IUIGHOK U

00pa3zoBaHUEM BOJIOPO/A, KOTOPBIA YaCTHYHO MOTJIOIIACTCS MaTePHAIOM 000JIOUKH:

Zr(tB) + 2 - H,0 (k) = Zr0,(TB) + 2 - H,(T) (1.2

MHTEHCUBHOCTh 3TUX IPOLECCOB OIPEAEISAETCS B OCHOBHOM TEMIIEpaTypoid H
JUINTEJIbHOCTBIO BO3/IEHCTBHSI TEIUIOHOCUTEIISL.

B ycinoBusx aBapuu 000JIOUKM TB3JOB HAYMHAIOT MHTEHCHUBHO B3aMMOJEHCTBOBATH C
BOJSIHBIM IapoM, TIpu Temmeparype okoio 950 °C  B3auMoaeWcTBHE CTaHOBUTCS

AK30TEPMHUECKUM, a npu TemnepaType 1200 °C aBTOKaTaIUTHUECKUM.

Zr(tB) + 2 - H,0 (r) » Zr0,(TB) + 2 - H, (1) + 6530 k/I>x/KT (1.2)

Kuneruka nponecca OKHUCICHUA HUPKOHUCBLIX CILUIABOB B BOAC M ITapC B O6Hl€M BUJC

OIMUCBIBACTCA CIICAYIOIIHUM YPABHCHUCM!

Am

= ke (T) - £ (1.3)

rae Am — macca acopOMpOBaHHOTO METAJIOM KHUCIOPOAa, S — IJIoNa/ b KOHTAKTUPYEMOH CO
CpeIoi MOBEPXHOCTH, Km — KOHCTaHTa CKOPOCTH PEaKiyd, t — AIUTETbHOCTh OKUCICHUS TPH
MOCTOSIHHOM Temneparype T.

[Tporecc KOppO3UN MUPKOHUEBBIX CIUIABOB B BOJIE W MEPETPETOM Tape MOKHO Pa3/IEIHUTh
Ha JIBE CTaJMU: JONepesoMHas W mocnernepenomHas (pucyHok 1.1). Jlomepenomuas cragus
OKHCIICHMsI XapaKTepHu3yeTcs 3aBHUCHUMOCThIO mapabonuueckoro (N~0,5) wmnm KyOMUYECKOro
(n~0,33) tuma. B maHHOM cCilydae MPOUCXOAUT OOpa30BaHHWE W POCT 3aIIMTHOW OKCHIHOM
wieHkd. C yBeJIWYeHWEeM TOJIMHBI OKCHIHON IUIGHKA CKOPOCTh OKHCJICHHUS ITOCTEIIEHHO
3amemiisiercs. [Ipu aToM oOpasyromiascs OKCHAHAS TUIEHKA MPEnsATCTByeT Mudy3uu BOAOPOAa
U3 BHEIIHEH cpelbl B 0005104Ky [35, 36].

Jns nmpkoHueBbix ciutaBoB Zircaloy-4 u Zr-1%Nb (manee ZrlNb) mpu onpeneneHHbIX
TEMIeparypax H JUIUTENBHOCTSAX OKHWCIEHUS TPOUCXOAUT TEPeXoa OT MapadoIHuecKon

3aBUCUMOCTHU OKUCJIEHUS K JTUHENHOH (pucyHoOK 1.2).
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Vieiabublii npusec, Mmr/cm?
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A\ 4

Pucynok 1.1 — Ctaguu okuciieHUs: TUPKOHUEBBIX MAaTEPUAJIOB B BOJE U IIEPETPETOM Hape
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Pucynoxk 1.2 — Kuneruka oxucienus criaBo ZrlNb (a) u Zircaloy-4 (6) mpu oKucieHnH B
cpejie BOASHOTO mapa npu temmeparypax ot 500 qo 1300 °C [10, 37]

HepeJ'IOM B KMHCTHUKE OKHUCJICHUA C MOCTCIICHHBIM IIEPEXOA0OM K JIMHEIHOM 3aBUCHUMOCTH

okucieHust (N=1) MPOUCXOMUT MOCE JOCTHKCHUS KPUTHUCCKOW TONIIMHBI OKCHIHOW TJIEHKH.

Cuuraercs,

4To JaHHbIM 3¢¢exT cBsg3aH ¢ oOpa3oBaHueM JeQekToB M (Ha30BBIMHU

MMpEeBpalICHUSIMU B OKCHIHOMH IJICHKE, YTO oOeryaer JOCTYII KHCJIOpPOJa K IMOBEPXHOCTHU

MeTaljia, TeM CaMbIM YCKOpsisl mipoliecc okucienus [38].

(bazbr:

1.2.2 ®a3oBble n3MeHeHus U GOPMUPOBAHKE CTPYKTYPHI B CIUIaBax nupkonus npu BTO

B cmywae aBapuiiHOlW cuTyaluu MaTepuan OOOJIOYKH IMPOXOIUT HYepe3 TPU OCHOBHBIC

1) marpes co ckopoctsio ~ 100 °C/c ot paboueii Temnepatypst 10 ~ 1100 °C;
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2) OKHCIICHHE B ITAPOBOI CpeJie P BBICOKOW TEMITepaType;

3) ObICTpOE OXJIAXkKICHUE C TOCIEIYIONIeH 3aKalKoi B BoAe ¢ Temmepatypoil ~ 135 °C
[39].

Takum oOpa3om, HUpPKOHUEBas 000JI0YKA MPU HArpeBe 10 BBICOKUX TemImepaTyp OyIeT
nperepneBaTh U3MeHeHHe (Ha30BOro cocTosiHUS MaTteprana u3 ucxoanou o ¢assl (I'T1Y) B B dazy
(OIIK) u oOpatHBbIi Tpoliecc mpu oxJiaxaeHuu. PazoBbIi Mepexo MPOUCXOJAUT B HHTEPBAIC

temrepaTyp (AT) 1 3aBHCUT OT CKOPOCTH HAarpeBa U OXJaxAeHus (pucyHok 1.3).

Joasi B dazwr
g 12

08 - v
o
06

04

0.2

0¥ & -8 e S, { { \ | ! |
725 750 75 800 825 850 875 900 925 950

T(°C)
[ 0.2°C/min 4 0.5°C/min * 1°C/min  2°C/min > 4°C/min ¥ 8°C/min = Pasuosecue

a)

Pucynox 1.3 — O6bemuas nons -Zr-gassl B criase Zr-1%Nb (MS5) B 3aBUCHMOCTH OT
TEeMIIepaTypbl U CKOPOCTEH HarpeBa M OXJIaXACHUs (a), N300paKeHUsI MUKPOCTPYKTYPBI TTOCIIE

OTXKHUTra B TEUCHHE 2 U MMPHU pa3inuHbIX Temreparypax (0) [40]

Ha ¢opmupoBanne MUKpPOCTPYKTYpbl LIUPKOHHUEBOI'O MaTepuasla CyIIECTBEHHOE BIIUSHUE
oka3bpiBaeT au(pdy3us KUCIOpona, KOTOpas HAYMHAETCS C MOBepXHOCTH. Cxema mporecca

OKHCJICHHUS IIpe/icTaBlIeHa Ha pucyHke 1.4.

Oxcnx - (1) moaxoa MONIEKYJIbl BOJBI K TOBEPXHOCTH

[IUPKOHUEBON 000JIOUKH;

(2) xemocopOrHs mapa;

(3) mucconmanus Ha KMCIOPOI U BOJOPO/T;
(4) muddysust kucaopoaa Yepe3 OKCHI

(5) uepes anna cioii (6) B 6eTa CIloif;

(7) pexomOMHaIMS BOJOPO/IA;

(8) mecopOrust ra30006pa3HOTO BOIOPOAA

I'panuunbIii
cJ10ii

Pucynok 1.4 — Cxema mporiecca OKUCICHUS [IMPKOHUEBOM 000m0ukH [32]
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Momnexybl BoAbl a0COpOUPYIOTCS HAa HAPY>KHON TTOBEPXHOCTH 000JIOYKH U TUCCOITUUPYIOT
Ha WOH BOJIOPOJIa U THIPOKCHU] MOH. BHYTpH MOBEPXHOCTHOTO CJIOS METajlla TUAPOKCU] HOH
npeoOpasyeTcsi B HOH KHCIOpOoAa U MOH Bojopoja. OCHOBHAs 4acTh HOHOB BOJOpoOJa 00pasyeT
MOJIEKYJIbl BOJIOPOJIa Ha IMOBEPXHOCTU U YHAIAETCS C MOBEPXHOCTH, B TO BpeMs KaK HOHBI
KHuciaoposa abcopOupyroTcs MaTtepuanioM o0oioukd. B ciiydae wucxomHo 000N0uKH B
COCTOSTHUU TIOCTaBKH KHCIIOPOJI PACTBOPSETCS B IIUPKOHUHU B KAYECTBE aTOMAPHOTO KHCIIOPOIa U
U3-32 KOHIICHTPAIIMOHHOTO TpaJWeHTa HaduHaeT auddyHaupoBaTh BLIIyOb MeTasUIa.
®opmupoBanue CTpyKTypel ciuiaBa npu BTO mnpoxoauT B COOTBETCTBUM C JUarpaMMoi
coctostaus Zr-O (pucynok 1.5) u Oyner 3aBuceTh OT psfa (pakTOpoB TaKWUX KaK TEMIIepaTypa,

JaBJICHHUC, CBOMCTBA 1 COCTOSHHE Marcepuaia v T.II.

2500

Liquid Zrg,
L+cub. Zro, [ 4 Modi:
L+p L+a L+a c=fcc
o 2 ] t=fct
° ~/ lm=mon.
£
© a+cub. ZrO,,
5 t
® 1800
a
£ ottetr. ZrQ,
)
a 1000 t+m
__________________________ m
o+mon. ZrO,
ZrQ,
500 ‘ , r
40 50 60 at.%0
Zx 1 2 3 4 6§ 8 10 15 0 2526 WL%O

Pucynok 1.5 — JTuarpamma cocrosinust Zr-O [41-43]

[Ipu Temmeparypax Hmke o-Zr—B-Zr ¢a3oBoro NpeBpalleHUss OKHUCICHHWE B Cpele
BOJISTHOTO TIapa MPUBOAUT K (POPMHUPOBAHMIO JIBYCIOWHOHN CTPYKTYpBI: HapykHOTO ciost ZrOg,
ciost o-Zr ¢ yMeHbIIarollelcs KOHIeHTpauueil kuciaopoja Briayob meramia. C yBelndeHueM
JUTUTETTHHOCTU OKUCJICHHSI U TIPH JOCTHKCHHU TMPEAEbHOTO COJAEP)KaHUS KUCIOPOJa CBBIIIE
30 ar. % o-Zr ¢a3a monHOCTHIO TIepeiaeT B ZrOz.

IIpu Temmeparypax Bbile o-ZI—B-Zr ¢$a30Boro mnpeBpaiieHuss OKUCICHHE B Cpese
BOJSHOTO Tapa MPHUBOAMT K (OPMHUPOBAHUIO MHOTOCIOWHOW CTPYKTYpBI, COCTOSIIEH
HOCIIeIOBATEIbHO U3 HapykHOTo cinost ZrOz, ciost a-Zr(O) cTaObUIU3HPOBAHHOTO KHCIOPOIOM,
cmemanaoro cios (a-Zr(O) + B-Zr) u cios B-Zr. C yBenu4eHHEM [UTUTETHBHOCTH OKUCIICHHS IO
nevicreuem auddysun kuciaopoaa B-Zr nepeiiaet B a-Zr(O), KOTOPBIH B CBOIO OUepe/b MepPereT
B ZrOz.
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OkonuatenbHOEe (OopMHUpOBaHUE CTPYKTYphl B ycioBusx BTO mpoucxomut Ha craauu
OXJIAXJICHUS C BBICOKOM TeMmmepaTypbl W mocienyromei 3akanku. [lpu oxmaxnenun P-aza
npeoOpaszyercst o0paTtHO B a-(azy («EX-f» uiam «’), B KOTOPOH KOHIEHTpALUs KHUCIOPOAA
3HAYUTENIPHO OTJIIMYaeTcsi oT KoHeHTpauuu B a-Zr(0). ChopMUpoBaHHBIN «EX-P» cioil uMeeT
CTPYKTYpy BuiamanmTera, mpeacTapisiollyt0 coOOM TOHKHE BBITAHYTblE 0-ZI IUIACTHHBI C

npociokaMu u3 3-Zr pacrojiararomnimecs B npejaesiax obiBiero 3-3epHa (pucyHnok 1.6).

Oxceun Zr a-Zr(0) wex-P» caoii Mexonuas napyxuasn -
28.0 TMOBEPXHOCTH 10 OKHCICHHA o

\ - 0625mm )
S — 1

oxide

oxide

\ alpha

alpha
Load-Bearing

Metal

Conepxanune Knceopoja, % mace.

prior beta

Paccrosnne ot NOBEPXHOCTH Hapymﬂoﬁ OKCHAHOH IVIEHKH, MM

Tpemmnsi I'napuas

a) 6)

Pucynok 1.6 — Cxemarudeckoe U300paKeHNEe MUKPOCTPYKTYPBI H pacrpeesieHUs] KUCIopoia
10 TOJIIIIMHE CTEHKH oOpasiia u3 criasa Zircaloy nocne okucnenus mnpu temmepatype 1200 °C

IIpr 5TOM CKOpPOCTH OXJIQXACHUS MOXKET TaKK€ OKa3blBaTh BIIMSHUE HAa KOHEYHYIO
KOHIIGHTPALlMI0  KHUCIOpPOAAa B  MTOTOBOM  «eX-B»  ¢asze  BCIEACTBHE  JIOKAJIBLHOTO
nepepacnpeeneHus KuciIopoia, 4YTo B UTore OyJeT BIUATh Ha INIACTUYHOCTh 000JI0YKU. XOpOIIO
U3BECTHO, YTO OKCHJ IMPKOHHMA U  cTa0win3upoBaHHas anbda Qaza  SBISIOTCS
XPYIKUMH, MO3TOMY ypPOBEHb IIACTUYHOCTH M YCTOMYMBOCTh K Pa3pyLICHUIO LUPKOHUEBOH

000J10uKH OyAyT ONpeAesATbCs CBOWCTBAMHU MTpeBpallieHHOH 3 (a3bl.

1.2.3 ®opmupoBaHus CTPYKTYpPHI U (ha30BbIe PEBPAILCHUS B TUOKCHIE IIMPKOHHS

BakHBIM acmeKTOM Takke SBISIOTCSA IMpOoLecchl (POPMHUPOBAHUS CTPYKTYpPhI M (pa3oBbIe
MPEBpAIICHHs] B TUOKCUAE IUPKOHMUSL.

M3BecTHO, YTO AMOKCH] IHUPKOHHS CYIIECTBYeT B TpeX Momudukanusx [5, 44-46]:
MOHOKJIHHHON (M-Zr02), TerparoHanbHo# (t-Zr02) u kybuueckoii (C-ZrO2). [Ipu atmocdepHOoM
naBiieHUH B obnactu Temmeparyp ot rmiasieHus 2680 °C no 2370 °C nuokcHu]l HaXOIUTCS B
KyOndeckoit Mmoaudukanuu. B uateppane remnepatyp ot 2370 °C no 950 °C (mpu OXJITaKICHIH )

u 1150 °C (npu HarpeBe) cTaOWILHOM SIBIIsICTCS TeTparoHaibHas moaubukamnus ZrO; [47, 48].
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IIpu Ttemneparypax Hmwke 950 °C agumokcua mupkoHus ZrO; HaXOIUTCS B MOHOKJIMHHOMN

Moaudukanyu (pucyHok 1.7)

MonokanHHas | TCTparoHajibHasa

2680°C

2370°C

950°C
Ilaarenne —¢-ZrQy — - t-Zr0; —— > m-ZrO,
i

1150°C

Pucynok 1.7 — Kpucrammueckue moguduxanuu ZrO:

CTPYKTYpPBI

MPEACTABISIIOT CO00M  MCKaXeHUs

KyOndeckoil cTpykTypsl THma ¢urooputa. [lepexon TerparoHanbHOW (a3sl B MOHOKIMHHYIO

ABJIACTCA O6paTI/IMBIM 663,[[H(1)(1)y31/IOHHBIM nepexoaoM MApPTCHCUTHOI'O THIIA, CBA3AHHBIM C

OonpmM TemnepatypHbiM ructepesucom (~ 200 °C), Oonbwioit casuroBoit nedopmanueit

(~15%) u usmenenuem obobema (~ 7 %). Ilpu OXJaXICHHUU TMPEBPALICHUE MOXET HOCHTh

B3pbIBOOOpa3HbIi Xapakrep [49].

Kpucrannuueckast cTpykTypa, KOTOpyto npuodperaer pemierka ZrOz, 3aBUCUT HE TOJIBKO

OT TEMIICPATypbl, HO U OT PA3JIMYHLIX IMAPAMCTPOB, TAKUX KAK NOTCHOUAJIBHOC IMPUCYTCTBUC

npuMeceid, 1e(eKToB WM JIETUPOBAHUS, a TaK)Ke OT JaBieHus (pucyHok 1.8a), HampspkeHUi u

pa3mepa 3epHa (pucyHnok 1.86) [50, 51].
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Pucynok 1.8 — Ob6nacTv MOHMKEHHOM CTaOMIIBHOCTH aJUIOTPOITHBIX CTPYKTYP JTHOKCHIA
IIUPKOHUS B 3aBUCHMOCTH OT TEMITEpaTyphl U JaBiieHus (a) uiu pa3mepa 3epHa (0) [52]

Jler HUPYIOIIUEC BJICMCHTBI WJIHW MPUMCECH, TAKHEC KaK, HAIIPUMCP, ATOMbI OJIOBA 3aMCIIasa

KaTUOHBI HUPKOHUSA Zr4+, BBI3BIBAIOT IOSBJICHHUE AHMOHHBIX BaKaHCHM Kucjaoponaa 02_ B PCUICTKE
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ZrO2 misi BOCCTAHOBJICHHUsS OajlaHca SJIEKTPUYECKHX 3apsafoB. TakuMm o00Opa3om, MOI00HOE
JIETUPOBaHME CIOCOOCTBYET cTaOmiM3anuu Oosee BBICOKOTEMIEPATYPHOH MOIAU(PHUKAIMU MPU
TeMIIepaTypax Huxe oxkuaaeMbix (c-ZrO2 Bmecto t-ZrO2 unum t-ZrO2 BMecto Mm-ZrOy).

BaxxHOlt 0COOCHHOCTBIO TP 00pa30BaHUH JTUOKCH/IA TUPKOHUS TP OKUCIICHUH SBIISICTCS
pa3BUTHE BBICOKMX BHYTPCHHUX HANpsDKEHWH. [IMOKCHI IMPKOHHS MMEET Topas3no OOJbIIHA

1 nanma m-ZrO2) mo cpaBHEHMIO ¢ UMPKOHHEM

MOnApHBIA 00beM (okomo 21,9 cm® Momb
(mpubmusutensHo 14,0 cM® Monb™), KOTOPBIH KOTMYECTBEHHO OINpPENENSeTcss COOTHOIIEHHUEM
[Tunnuara-benpopra, paHbiM: 1,56 [53] D10 o03Ha4aer, 4TO I PEAKIUU OKHUCICHUS
norpedyercst yBenuueHue odumiero oobema mpumepHo Ha 56 %. Ha mpaktuxe sddextuBHOE
yBenuueHue o0beMa CUIBHO aHU30TPOITHO (B PaHajbHOM HANpaBJICHWHW OHO HAMHOTO BBIIIE,
YeM B OKPYKHOM) U HEMHOTo Hike 56 %. CienoBareiabHO, B IOBEPXHOCTHOM CJIOE Marepuala

6y,Z[y'T BO3HHUKATh OKPYIKHbBIC HAITIPSIKCHUA: BBICOKUC C)KUMAIOMIUEC HAIIPAKCHHUSA B OKCHAHOM CJIOC

U pacTATHUBAIOIIKE HAMPSDKEHHS B HIDKEIeKaleM Metaiie (pucyHok 1.9).

Paccrosinue or rpaHuUbI pasjaejia, pm
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Pucynox 1.9 — Cxema BOZHUKHOBEHHS OKPYKHBIX HAIMPSDKEHUH B IUPKOHUEBOI 000JI0UKE B
IIPOLIECCE OKUCIIEHUS

CxxuMmarole HalpsDKeHHs, BO3HHUKAIOIIME B OKCUIHOM CJIO€, HU3MEHSIOTCS Kak B
IIPOCTPAHCTBE, TaK W BO BPEMEHM. B pacTymem IHOKCHUIE LUPKOHMS BCErla CyLIECTBYET
IPOCTPAHCTBEHHBIN TPAUCHT CKUMAIOIIMX HAMPSHKEHUH ¢ MaKCHMAJIbHBIM 3Ha4eHHEM BOJIH3U
TPaHHULbI pa3jiena MEeTaul-OKCUJ U MUHMMAaJbHBIM Ha BHELIHEH MOBEPXHOCTH OKcujaa. B cBoro
ouepesib, TPaHULA pa3jiesla METAJI-OKCUJL IIepeMeIaeTcs 10 Mepe OKUCIIEHUs BIIyOb MeTallia.
Takum o00pazoMm, NpU PAacCCMOTPEHUH JAHHOTO MECTOINOJOXKEHUS BHYTPU LIMPKOHUEBOU
000JIOYKH TIOCIIEIOBATENIEHO OYAyT CYIIECTBOBATh HECKOJILKO HANPSKEHHBIX COCTOSHUI [54]:

- TIepe]l HayaJoM MIPOLEeCcca OKUCIIEHUs Ha TOBEPXHOCTH 000JI0YKH HE BO3HMKAET 0COO0ro

HAIPSPKCHHOI'O COCTOAHMA
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- ¢ 00pa3oBaHWEM M POCTOM OKCHJA IIUPKOHUS HA MOBEPXHOCTU OOOJIOUKH HHUITUHPYETCS
IpoIlecC OKHCICHMS, KOTOPbI HauyMHAaeT pa3BUBAThCS BIIIyOb MeTalla, IpPU 3TOM Ha
MIOBEPXHOCTH TIOCTEIICHHO PA3BUBAIOTCS PACTATUBAIOIINE HAIPSKCHUS;

- NpPH JTOCTHOKCHUH HEOOXOAMMON KOHIEHTpauuu kuciopoaa o-Zr(O) mpesparmaercs B
ZrO2, 94TO CONPOBOXKAAETCS OBICTPOI CMEHOI HANPSKCHHOTO COCTOSIHHS - C PACTATHBAIOIIETO HA
CHIJIBHOE CKMMAIOIIIEE;

- TpU JalbHEHIIEM TpOoIecCe OKHUCICHHS IEPBOHAYAIBLHO BBICOKHE CIKUMAFOIINE
HAIPSHKCHUS TIOCTEIIEHHO YMEHBIIIAIOTCS OT TPAHUIIBI Pa3Jiena 10 HapYKHON MTOBEPXHOCTH.

Kpome Toro, cienyer yro4HHUTb, YTO BBICOKHE HAIPSDKEHUS CKATUS ACUCTBYIOT MOJO00HO
BBICOKOMY BHYTPEHHEMY JaBJICHHMIO M, TaKMM 0Opa30oM, HMEIOT TCHICHIIMIO CHavaia
crabumusupoBathk t-ZrO; Ham mM-ZrOz Bo Bpemsi peaknuu okucieHus [55]. Bomee Ttoro,
HE3HAUUTENIbHAS JOCTEXUOMETPUsST BOJM3M TPaHMIBI pasfelia METAUI-OKCUJA TPUBOJIUT K
nogo0HOMy pe3ynbraTy. Ilpu nanpHeifmmem pacmmpeHud (QpoHTa OKHCICHHS MPOUCXOIUT
YMCHBIICHUE CXKUMAIOINUX HaHp?DKCHI/Iﬁ U HOOCTHUKCHUC CTpOFOfI CTCXUOMETPHUH OKCHIA.
CnenmoBaresnbHo, eciau Temieparypa Hmwke ~ 1050 °C (obmacts crabmwibHocTH M-ZrO2),
TETPAaroHaJbHBIA JTUOKCHU] ULUPKOHUS OOJbllle HE craOuiau3upyercs (HU BHYTPEHHHM
JABJICHUEM, HHU CyOCTEXHMOMETpHEH, HH TEMIIepaTypoil) M eCTECTBEHHbIM 00pa3oM
peBpalacTcs O6paTHO B MOHOKJIHHHBIN AUOKCHUA LHUPKOHMUA. Becoma BCPOATHO, YTO OTOT
QIOTPONHBIA TEPEX0j, KOTOPBIA MPOCTPAHCTBEHHO M BPEMEHHO CIEAyeT 3a peakiuei
OKHCIICHHS, MOJET BBI3bIBATh 3HAYMTENbHBIC HW3MEHEHHs o00beMa U CHocoOCTBOBATh

PacTpEeCKMBAHUIO OKCHIHOM TIeHKH [54].

1.2.4 TIpuunHBI OXpYMTYMBAHUS IUPKOHUEBHIX CIIaBoB pu BTO

Ha ocHoBaHuM mpolieccoB, MPOUCXOMAIIMX B IIMPKOHUEBHIX cIulaBax B ycioBusix BTO B
cpezie BOASIHOTO Napa, MOKHO BBIJICIUTH MECTh OCHOBHBIX MPUYHH OXPYITIYHBAHUS ITHPKOHHEBBIX
CIUIaBOB Ha IpuMepe 000a04euHbIX TPyO [39]:

1. Kucnopoonoe oxpynuueanue [-cnoa. C yBeIWYEHHEM TeMIeEpaTypbl OKHUCICHUS
YBEJIMYMBAETCSI pAacTBOPUMOCTh Kkuciopoga B P-¢aze. Bwime 1200 °C  pacTBOpUMOCTb
KHCJIOpoJia B B-haze CTaHOBUTCSA HACTOJIBKO OOJBIIION, UTO MOCTE OXJIAXKICHUs 001acTh “ex-B-
CJIOSI CTAHOBHUTCS OY€HB XPYITKOH 32 BeChbMa KOPOTKOE BPEMSI OKHCIICHHSL.

2. Vmenvwenue monwunvl f-cnos. C yBeIMUEHHEM BpEeMEHH OKHUCIeHUs, Auddysus
Kuciopona Oyner mnepeBoAMTh Bce Oonblie W Oonbiie [-¢azbl B CTaOMIM3MPOBAHHYIO
KuciopoaoM o-asy. Takum 00pa3oMm, TPOHCXOAUT TmocTerneHHoe yBenundenune o-Zr(O) u

yMmeHbleHne P-¢gaspl. C yBenmuYeHUEeM TeMIlepaTypbl U UIMTEIbHOCTH BBLACPKKHU IJIACTHYHAS
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00yacTh “eX-f”-ci0s1 YMEHbBIIIAETCsI, YTO MPUBOJIUT K CHIDKCHHIO TUTACTHYHOCTH ITUPKOHUEBOTO
MaTepuana.

3. JloxanvHoe oxpynuusanue 6 obnacmu «pazoymusy. Ilap, mpoxonsimuii yepes pa3pbiB B
o0nacTu pa3nyTHs, NPUBOAUT K OKUCICHHIO BHYTPEHHEH MmoBepxHOcTH 000104ku. Bomopon,
KOTOpPBI BBICBOOOXKJAETCSI BOBpPEMS JTaHHOM peakiuu, He CAyBaeTcsl MOTOKOM Mapa Kak Ha
Hapy>KHOW MOBEPXHOCTU 000JIOUKH, a abcopOupyeTcs B MeTajlie, CHUXKast €ro INIACTHYHOCTb.

4. Veenuuenue pacmeopumocmu KUCiopood 3a cuyem HAKONIeHH020 8000podd. Bo Bpems
JKCITyaTallid B PEaKTOpPe HEKOTOpOe KOJIMYECTBO BOAOPOAA, OOpa3yrollerocs B pe3ysbTare
KOPPO3MOHHBIX IpoleccoB, abcopbupyercs metamioMm oOosouku. Korma Takas oOosiouka
Haxonutcst B ycioBusx BTO, moBbIIEHHBIH YPOBEHb BOJOPOAA YBEIHMYMBAET PACTBOPUMOCTH
Kucioposa B B-hasze, 9To Takke BIMSET Ha CKOpOCTh nuddy3uu kuciopona B B-dasze. Takum
oOpa3om, B ycioBusix BTO marepuan ¢ OOJIbIIMM KOJIMYECTBOM HCXOAHOTO BOJIOPOAA MOKET
MMETh MEHBIIINN YPOBEHb INIACTUYHOCTH, YEM MCXOIHBIM MaTepual 6e3 Boopoa.

5. Booopoonoe oxpynuueanue npu aunelinom oxucienuu. IIpu JTUHEHHOM OKHUCIEHUU
IPOMCXOTUT YBEIHMUYEHHE CKOPOCTH OKHCIICHHS, KOTOPOE CONPOBOXKIACTCS PACTPECKUBAHHEM
OKCHJIa U 3HAYUTENbHBIM IOTJIONIEHHEM BOI0poAa. Bogopos, KOTopblii MPOHUKAET B MaTepHall
npu BTO, Bo3neiicTByeT Ha HEro, Kak U BOJOPOJI, OOpa3yIOIIUICS B HOMUHAIBHBIX YCIOBHIX
IKCILTyaTaIuH.

6. Ilocnowenue xuciopooa eHympenHell nogepxHocmvio obdonouxu. Ilpu sKcruTyaTanyuu
MOSIBJISIETCS  IONOJTHUTENbHBI HCTOYHUK KHUCIOPOAAa U3-3a B3aUMOJACWCTBHUS TOIIMBA C
obomnoukoif (UO2 B TBepaoMm pactBope ¢ ZrOz). B ycnoBusix BTO kucnopon, Takum obpazom,
OyzleT MPOHUKATh B 00OJIOUKY C BHYTPEHHEH MOBEPXHOCTH, UYTO TakKe OyJeT CrocOOCTBOBATH

CHI)KEHMIO O0ILIEro ypOBHS IUNIACTUYHOCTH MaTepHaia.

1.3 ®dakTopsl, BIAUsSIONINE HA I0OBeJeHHe HMPKOHMEBBIX CILUIABOB B ycia1oBusix BTO

1.3.1 BuyTpeHHue GpakTopbl IUPKOHUEBOTO CILIaBa

K BHyTpeHHHM (aKTOopaM, BIHSIONIMM Ha BbICOKOTeMIepaTypHoe okucienue (BTO)
000JIOYeYHBIX TPYyO, OTHOCSTCS JETUPYIOIIUA ¢ TPHUMECHBIM COcTaB Mmarepuana Tpyo,
COJIepKaHuE€ B HUX MOIJIOLIEHHOTO BOJOpPOAa B IMPOIECCE IKCIUTyaTallMd, a TakKe HCXOJHOE
COCTOSIHHE WX TTIOBEPXHOCTH (YHCTOTA, MIEPOXOBATOCTh U HaTW4Me Je(EeKTOB) M MPUCYTCTBHUE HA

ATON MOBEPXHOCTU OKCHIHOW IICHKH.
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Jlecupyrowuii cocmas mamepuana

Jlerupyromuii COCTaB CYIIECTBEHHO BJIMSET HAa MOBEACHHE IUPKOHUEBBIX CIUIABOB B
YCIOBHSAX BBICOKOTEMIIEPATypHOTO OKHCICHHA. JlaHHOe BIMSHUE HEOOXOIUMO PaccMaTpHBATh
KaKk COBOKYIIHOCTh TPOIECCOB  (OPMUPOBAHHSI  OKCHIHOW IUICHKH, JUPPy3ur0o U
nepepacnpesiesieHie KUCIOpo/ia U JISTUPYIOUIUX 3JIEMEHTOB B IIUPKOHUEBON MaTpHIIE.

Kak u3BeCTHO, OCHOBHBIMU JICTUPYIOIIMMH 3JIEMEHTAMHU B MPOMBIIUICHHBIX [TMPKOHUEBBIX
criaBax sBisitores Nb, Sn, Fe m O. B crmmaBax Tuma Zircaloy B KauecTBe JICTHPYIOIIUX
3JIEMEHTOB MPUCYTCTBYIOT Takxke Cr u Ni. B MCXOIHOM COCTOSIHMHU JIETHPYIOIINE 3JICMEHTHI B
IIUPKOHHUEBBIX CIUIABaX JIMOO MPHCYTCTBYIOT B BBIIICIICHUSX YACTUIl BTOPBIX (a3, B OCHOBHOM,
MHTEPMETAUTUAHOTO THUIMA, TPU COACP)KAHMIX, MPEBBIAIOUINX IPENeT PACTBOPUMOCTH B
marpuiie (takue smemeHTsl kak Nb, Fe, Cr, Ni), 1100 mosHOCTBIO pacTBOpPEeHbI B MaTpuiie (SN,
0).

[To BNMSHUIO HA TIOBBINICHUE WM CHUKCHUE TEMIIEpaTypbl 0—f3 (a3oBOro mnpeBpaiieHus
JIETUPYIOIINE SJIEMEHTHI MOKHO Pa3AeUTh Ha JIBE TPYMIILL: O- U B-cradmnu3aTopsl. Kpome Toro,
IpU B3aUMOJICHCTBUY IMPKOHHEBOTO CIJIaBa C MEPETPEThIM MapoM IMPOUCXOAUT TOTIJIOMCHHUE
KHCJIOPO/Ia U BOJOPOJAA, KOTOPBIE JOMOJHHUTEIBHO OYAyT BJIMATH HA TEMIIEparypy (a3zoBOro

nepexona (tadmauna 1.2).

Tabmuua 1.2 — PacnpeneneHne 31eMeHTOB Ha 0-CTAOMIN3aTOPHI U B-CTaOMIM3aTOPHI

Tun anemenra 0-CTaOMIIM3aTOPBI B-crabuinzaropsl
Jlermpyronyaii sn, O Nb, Fe, Cr, Ni
JIEMEHT
DJeMEHT, MOTJIOIEHHBIH B o) H
npoliecce OKUCICHUs

Temnepatypsl Hauyana U KoHLa o0—f ¢a3oBOro mepexoja B OCHOBHBIX LMPKOHHMEBBIX
crulaBax mnpuBefeHbl B Tabmune 1.3. CregyeT OTMETUTh BIMSHHE CKOPOCTH HarpeBa u
OXJIaX/IEHUS Ha TemIiepatypy o—f3 ¢azoBoro nepexoaa.

B nporecce BricokoTEMIIEPATYPHOTO OKHCIEHHUS B IUPKOHUEBBIX CIUIaBAX MOJ IEHCTBUEM
mubdy3nn KUCIOpoaa U TeMIepaTypbl IPOUCXOAUT MepepacrpeiesieHue YKa3aHHbIX 3JIEMEHTOB
[56-58].

B cmnmaBax ¢ HuoOmemM B mpouecce OKucieHus mnpu  pocre cinos  a-Zr(O)
B-crabunusupyromiie saeMeHTsl, Takne kak Nb, Fe wu Cr BbITaIKMBalOTCA W3 0-CIOS U
mudyaaupyroT B B-cioit [58, 59]. HuoOuit quddyHaupyer o4eHb MEJICHHO 110 OTHOIICHHIO K
npyrum snementaMm (mpu temmeparype 1100 °C: B 10-20 pa3 mennennee uem Cr, B 40-80 pa3

MCIOJICHHEC 4YEM Fe), MMO3TOMY H3-3a TaKoi cirabou IMMOABUXKHOCTHU IIPU OKHCJIICHHUU 06pa3yeT051
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CTPYKTypa 3BTEKTOMJHOTO THIIA, TJi¢ TOHKUE PB-TuiacTuHbI, oboramenHsle NbD, pacnornararorcs
MEXIy KpPYHHbIMH Hroskamu o-¢asel (pucynku 1.10 m 1.11a). [TosTOMy i HUPKOHHEBBIX
cruiaBoB ¢ Nb xapakrepHo oGpasoBanue mogokucHoro cios oZr(O) uronpyaroit (mepbeBoil)

KOHpurypamuu.

Tabmuua 1.3 — TemnepaTypsl Hayana U KoHIa o—f3 ¢pa3oBoro nepexo/ia B MMPKOHUEBHIX CIIaBax

CmuiaB Ta—a+p, °C | Ta+p—P, °C| AT, °C | Ckopocts Harpesa | Mcrounnk
Zircaloy-2 822 1000 178 2°C/mun [60]
Zircaloy-4 850 1000 150 20°C/mun [61]
Zircaloy-4 830 980 150 50°C/Mun [61]
Zircaloy-4 834-850 922-938 88 10°C/c [62]

Zry-4+0,47%0 830 1050 220 2,5°C/c [63]
Zry-4+2,27%0 1150 1250 100 2,5°C/c [63]
Zry-4+400 ppm H 810 940 130 10°C/c [64]
Zry-4+400 ppm H 860 940 80 100°C/c [64]
Zr-1%Nb 746 990 244 3°C/mun [65]
Zr-1%Nb 762 1008 246 7°C/MuH [65]
Zr-1%Nb 770 1030 260 20°C/mun [65]
Zr-1%Nb-0,13%0 730-780 940-950 170-210 10°C/mun [61]
Zr-1%Nb-0,13%0 778 958 180 1°C/c [40]
Zr-1%Nb-0,13%0 900 985 185 10°C/c [40]
Zr-1%Nb-0,13%0 950 1020 70 100°C/c [40]
Zr-2,5%Nb-0,10%0 597 897 300 25°C/c [66]
Zr-2,5%Nb-0,12%0 635 938 303 1°C/mun [67]
oKkeva aZr(O) aZr(O) -%D.Md)ﬁby?’m Nb
—>»

O6Luee HanpaeneHve g dy3nmn kucnopoaa

Pucynok 1.10 — Ilepepacnpenenenue Huoous B npouecce BTO crmaBos tuna ZriNb [58]

B crutaBax tuna Zircaloy g0 okuciaenus Sn ogHOpoaHO pacrpeneneHo B o-Zr, Fe u Cr B

OCHOBHOM TMPHCYTCTBYIOT B HMHTepMeTAUIUAHBIX dacTunax Zr(Fe,Cr),, Haxomsmmxcs B Tele

28



¥ 110 TpaHuIam 3epeH o-Zr. Ilpu oxuciiennu Fe u Cr nuddynmupyror u3 gactui B f-da3sy. Q1080
non neiictBueM udQy3uH KUCIOpOAa TakKe JOCTATOYHO OBICTPO cMemaercs OT (poHTa
OKHCJICHHUS, YTO MIPUBOJIUT K 00pa30BaHUIO TOCTATOYHO POBHOM TPaHMIIBI Pa3aesia MEXIy CIIOeM

a-Zr(O) u B-dasoii (pucynok 1.116).
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Pucynok 1.11 — MukpocTpyKTypa 1 npouiib pacpeaeaeHns HUOOHs U KUCIIOpo/ia 10 ITyOuHe
obOpa3ioB Tpy6 u3 criaBa Zr1IND (a) u Zircaloy-4 (6) mociie OKHCICHHUS B Cpezie BOITHOIO mapa
npu 1100 °C [58, 59]

HccnenoBanuss mnoBeneHHs UHMpPKOHMEBBIX cruiaBoB npu BTO mnokazamu, 4ro B
3aBHCHUMOCTH OT XUMHUYECKOTO COCTaBa CIUIaBa HAOIIOAAETCs pa3iMyie B KHHETHUKE OKUCIIEHUS U
CTETICHH OXpYMYuBaHus Marepuaiion [68-70].

Hns crumaBoB cuctembl Zr-xNb  (x=1,0+2,5 % wMacc.), U3rOTOBJICHHBIX Ha OCHOBE
ry04aToro IUPKOHUS, CYIIECTBEHHOrO BIMsHUS cojaepkaHus ND Ha KMHETHKY OKHCICHHS B
untepBasie TeMnepatyp ot 1000 go 1200 °C ne ormeueno (pucynok 1.12 a, 6). Tem He MmeHee,
yBennueHne conepkanusi ND Bimsier Ha (GOpMHUpOBaHHE CTPYKTYphl Marepuaia M BIHsSCT Ha
pPacTBOPUMOCTh KHCIIOPO/A, HAa YTO YKa3blBAaeT YBEIMYEHHE YPOBHS MHUKPOTBEPAOCTH «EX-P»
cnost (pucyHok 1.13)

Jlnst crmaBoB cucteM Zr-Sn u Zr-Sn-Nb oTMeuaercst pa3BUTHE JTHHEWHOTO OKHCIICHHS,
WHTECHCHUBHOCTh KOTOPOTO HAINPSAMYIO 3aBUCUT OT cojepxaHus Sn (pucyHok 1.12a, 6). C
pasBUTHEM JIMHEHHOTO OKHCJIEHHS MPOUCXOIUT CHIDKCHHE IUIACTHYHOCTH, BBI3BAaHHOE

HOTJIONICHUE CIIABOM BOIopoa (pucyHok 1.14).
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B nenom, BusiHHE JIETUPYIOIIETO COCTaBa CIuTaBa Ha ero nmoseneHue mpu BTO nmeer mecto
IpU  ONpENENICHHbIX TeMIeparypax M B  ONPEIEICHHOM HWHTEpBaje JUIMTEIbHOCTU
OKHCJICHHUA. C YBGJII/I‘-IGHHCM TeMnepaTypH N NJIUTCIIBHOCTHU OKHCIJICHUS BJIUSHUC nernpyfomero

CcoCTaBa CIlJiIaBa Ha €ro noBC¢JACHUC CHUXKACTCA.
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Pucynok 1.12 — Kuneruka okucieHus criaBoB cucteM Zr-Sn, Zr-Nb u Zr-Nb-Sn npu
temmepatypax 1000 (a-B), 1100 u 1200 °C (r) [68, 69]

Pucynok 1.13 — MukpocTpyKTypa Hapy>KHOU ITOBEPXHOCTH 00pa3IoB TPyO MOCIie OKUCIICHUS
npu 1000 °C B cpene BoasiHoro napa B teuerue 5000 c: a) Zr-1%Nb; 6) Zr-2,5%Nb;
B) Zr-1%NDb-0.24%Sn-0.32%Fe (O8); r) Zr-1%Nb-1.1%Sn-0.33%Fe (09)
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Pucynok 1.14 — 3aBUCHUMOCTb OCTATOYHOM IIJIACTUYHOCTH (@), COACPIKAHUS MOTIIOIEHHOTO
BoopoJa (0) U ypOBHSI MUKPOTBEPAOCTH B «EX-P» cioe (B, T) OT TeMIepaTyphl U JUIUTEIHLHOCTH
okucieHus craBoB cuctem Zr-Nb u Zr-Nb-Sn [69]

Takum o0OpazoM, JErHpPYIOMUA COCTaB CIUIaBa OKA3bIBACT BIUSHHE HAa KOPPO3HMOHHOE
MOBEJICHUE U CTENIEHb OXPYMUUBAHUS MaTEpHaia Pa3IMYHBIMHU CIIOCOOaMU:

1. ®opmupoBaHuE CTPYKTYphl U U3MEHEHHE PACTBOPUMOCTH KHCJIOPOJa B IIMPKOHUEBOM
MaTpHuIIE;
U HU3MCHCHHE JIMHEHHOTO

I/IHKY6aHI/IOHHOFO OKHCJICHHA,

2. PaszButne rnepuoaa
COITPOBOKIAOIIIEECS MOTIIOMIEHUEM BOIOPOA;
3. CoBMecTHOE BIMSHHME Ha pa3BUTHE JUHEHHOTO OKUCICHHS M PacTBOPUMOCTH

KHCJIOPO/ia B IIMPKOHUEBOI MaTpulle (B CiIydae MHOTOKOMIIOHEHTHBIX CIIaBoB Zr-xSn-yNb).

Ilpumecnwiii cocmas mamepuana

B OonbimHCTBE cilydaeB MPUMECH YXYIIAlOT CBOMCTBA M XapaKTEPUCTUKH MaTepHAaJIOB,
MI03TOMY MX COJIEpP’KaHNE€ OTPaHUYEHO CTAHIAPTAMH M TEXHUYECKUMH YCIOBHIMH Ha LIUPKOHUH,
€ro CIUIaBBI M Moiry4aemble u3 Hux u3aenus aius TBC [1, 5, 71]. B ocHOBe 1aHHBIX OrpaHUYEHUI
Jexar TpeOOBaHUS 1O TEXHOJOTMYHOCTH M TPEIIMHOCTOMKOCTH TpU TMPOU3BOJCTBE,
00ecrevyeHnI0 BhICOKOH KOPPO3HOHHOW CTOMKOCTH M HU3KOIO YPOBHS 3aXBaTa HEUTPOHOB JUIsS
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HaJeKHOW SKCIUTyaTallud peakTopoB. K uucny mnpumeceil, KOTOpbIe SBISIOTCS HamOoJiee
BaXHBEIMHU B 9TOM OTHOIIEHHH, oTHOCsATesa Takue kak C, Si, N, Al, H, Cl, P, Hf, a umenno:

- N, Al u C naubonee omacHb!I 151 KOPPO3UU LUPKOHUS;

- C, H, Si, Cl u P cHmxaroT MI1acTHYHOCTh IUPKOHUS U €r0 CIUIABOB, TEM CAMBIM YXY/IIIIast
TE€XHOJOTUYHOCTh U TPELIUHOCTONKOCTb;

- Hf oTHOCHTCSA K BI1IeMeHTaM, KOTOpBIE YBEITMUUBAIOT 3aXBaT HEUTPOHOB.

BnusHre nmpUMECHBIX 3JIEMEHTOB Ha BBICOKOTEMIIEPATYPHOE OKHCICHHE IUPKOHHEBBIX
CIUIaBOB II€JICHANPABICHHO HE MHCCIEN0BAIOCh. TeM He MeHee, MPU IKCIUTyaTallMOHHBIX
TEeMIEpaTypax 3TOT BOIPOC XOPOLIO U3YUEH.

OrtpunarensHoe Biusinue npumeceil N u C cBsi3aHO ¢ WX BIUSHUEM Ha YBEJIMYEHUE
BaKaHCH B KpucTaJuimdeckoi pemerke ZrOz, TeM caMbM TpPUBOAS K CTAOMIM3AIMA
terparoHaabHoi ¢aspl t-ZrO,. Hanmuwme B okcuae TterparoHanbHod ¢asel t-ZrO2 um ero
IpeBpalieHre B MOHOKIMHHYIO a3y M-ZrO; B Bojge, KOTOPOE COMPOBOKIACTCS M3MEHEHHUEM
00beMa, MOXKET SIBIISIThCS TIPUYUHOMN YCKOPEHHOTO OKHCIICHUS [ 72].

Kpome TOro, mpumecn MOTyT OKa3bIBaTh BIUSHHE Ha (OPMHUPOBAHHE CTPYKTYpHI B-ZI.
Hanpumep, npucyrctBue 3iementoB Si, C u P ¢ cymmapHbiM coaepxanuem Oosee 300 ppm
OPUBOIUT K (OPMUPOBAHUIO CTPYKTYpPHI THIA KOP3UHOYHOTO IJIETCHMSI, a MPU COJEPKAHUAX
meree 300 ppm ¢opmupyercst b0 makeTHasi CTPYKTypa, ndo cmemannas [ 73, 74]. Ctpykrypa
TUIIA KOP3MHOYHOTO IUICTEHUS C MajbIM pa3MepoM 3epHa Oojiee MPEANOYTUTENIbHA C TOYKH
3peHHs] MEXaHUYECKHUX CBOMCTB U KOPPO3UOHHOTO MOBEICHHUS.

Hmeromuecst TaHHbBIE MTO3BOJIAIOT CAETIATh BBIBOJ, YTO (UIYKTYallMu IPUMECHOTO COCTaBa B
[IUPKOHHUEBBIX CIUIAaBaX MOTYT BIIMATh Ha KUHETUKY W HWHKYOAIIMOHHBIM TEPUOJ pPa3BUTHUS
JIMHEHHOTO OKHCIIeHUs pu Temneparypax okosio 1000 °C (pucyHok 1.15).
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Pucynok 1.15 — Kunetuka okucnenus cruiaBa Zircaloy-4 mpu 1000°C B cpeze BOJSHOTO napa B
naboparopusx ORNL u ANL [75-77]
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B pa6orax [14, 78] na nmpumepe crutaBa M5 (Zr-1%Nb) paccmoTpeHo BiansHAE COEP/KAHUS
Fe, O, S wu Hf npu temneparype okuciaenus 1000 °C. HesHauuTenbHbIC
OTKJIOHEHUS B COJICPKAHMSIX YKA3aHHBIX 3JIEMEHTOB CYIIECTBEHHO HE BIHSIIOT HA KOPPO3UOHHOE
MOBEJICHHE MaTepHala.

N3 pesynbratoB padot [79-81] cnemayer nmpsimasi B3aMMOCBSI3b MEXTy YUCTOTOM METalia U
WHKYOAIIMOHHBIM TIEPUOJIOM TIEPEX0/Ia K TUHEHHOMY OKHCJICHHUIO B BO3AYIIHOHN cpene (PUCYHOK
1.16), mpu 3TOM MEXaHU3M BIIMSHHS MPUMECHBIX 3JIEMEHTOB Ha MPOIECC OKHCICHHS ITUPKOHHS
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Pucynok 1.16 — Kunetnyeckue KpUBbIE OKUCICHUS HAa BO3yXe 00pa3I0B HOHIHOTO IIUPKOHUS
Y ITUPKOHUS TEXHUYECKOW YUCTOTHI MU Temrieparypax B auamazone 700-800 °C (a-B), 600-
900 °C (), 800-1000 °C () u 1100-1300 °C (e)

B o6mactu cymectBoBanus a-daszer (600-800 °C) moBbIIeHHOE COAepKaHUE TPUMECHBIX
JJIEMEHTOB B IUPKOHWUU TEXHUYECKOW YUCTOTHI CHOCOOCTBOBAIO CHIKEHUIO CKOPOCTH POCTa
3epeH M YBEJTUUYECHUIO TNIOTHOCTH TPaHUIl, yTo obserdano quddy3nto KUCIOpoaa U MPUBOAUIIO K
YBEIMUYEHUIO CKOpocTu okucienus. [Ipu okucnenun B B-obmactu (900-1300 °C) mpoucxonuio
obpazoBanue ciost 0-Zr(O) cTaOHIM3MPOBaHHOTO KHCIOPOJIOM, NByX(dasHoro cios (ot+f), a
takxe urojpuatoro ciost a-Zr(O). PactBopenue kuciopoaa B o-dasze nmpuBoamio K auddy3un

NPUMECHBIX B JaHHOM ciydae snemeHToB (Fe, Ni, Cr u T.1.) B B-da3y, uro crnocoOCTBOBAIO
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YBEJIMUYEHHUIO CKOPOCTU OKHCIIEHHsS 00jacTu 0ojiee YMCTOro MeTajljla M COKPAIlEeHUI0 BPEMEHU
nepexona K IuHeHHOMY okucieHuio [81l]. Tem He MeHee, pe3yJabTaThl MPOBEIECHHBIX
MCCJIEI0BAHUI HE BBISBISLIIM KOHKPETHBIE MPUMECHBIE 3JIEMEHTHI, BIUSAIONINE HA KOPPO3ZUOHHOE

IMMOBEACHUE HUPKOHUS IIPHU BEICOKHUX TEMIICpaTypax.

Hanuuue noenowennoeo 600opoda

[IpucyrctBue Bomopoga B 0O0OJNOYKE MPAKTHUECKH HE BIMSET Ha KHUHETUKY
BBICOKOTEMIICPATYPHOI'O OKHCICHHS I[MPKOHMEBBIX CIUIABOB B BOJsfHOM mape [13, 82-85]
(pucynok 1.17). Tem He MeHee, BOAOPOA, Kak B-cTaOMIM3aTOpP, YBEIHMYUBACT PACTBOPUMOCTH
kuciopoga B B-Zr mpu Bbicokod Temneparype [63, 86, 87], 4To NOMOSHHUTENHFHO CHUXKACT

IUTACTHYHOCTH IIMPKOHUEBOTO CILTaBa mocie ObicTporo oxmaxaenus [83, 88, 89] (pucynok 1.18).
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Pucynok 1.17 — Biausitnue conepskanusi BoAopoaa B marepuaie Ha kunetuky BTO (a) u
OCTaTOYHYIO TIACTUYHOCTH (0) crutaBoB Zircaloy-4 u M5
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Pucynox 1.18 — IlceBmoOunapHas ¢aszosas nuarpamma Zry-4—-O ¢ coBMEIEHHBIMU
pesyabTaramu WDS ananusa [86] (a) 1 3aBHCHMOCTh OCTATOYHOM MJIACTUYHOCTH B YCIIOBHUSX
BTO ot comepskanus MOIJIONIEHHOTO BOJAOPO/Ia U CTeeHN oKucicHus (0) [76]
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Janubit QakT MOCTyKUJI WHUIUUPOBAHUIO PabOT MO HU3YUYEHUIO BIUSHUS COACPKAHUSI
BOJIOPOJIa HA CHIDKEHHE OCTATOYHOW IUIACTHYHOCTH O0O0JIOYEK W3 LUPKOHUEBBIX CIUIABOB B
ycinoBusx BTO, 4To mo3BOJiSET ONpenenuTh NOPOr OXPYyHMYMBAHMSI LIMPKOHMEBOI'O CIUIaBA B

3aBUCUMOCTH OT CTCIICHHU OKHCJIICHUA U COACPKaHUA BOAOPOJA.

Cocmosinue nosepxnocmu

CocTosiHIE TTOBEPXHOCTH 00O0JIOUYKH MOKET OKa3bIBaTh BIIMSHUE HA MOBEJICHUE MaTepuaia
B YCJIOBUAX BBICOKOTEMIIEPATypHOro okucieHus. [log cocTossHueM MOBEPXHOCTH OOOJIOYKHU
cleyeT MOHMMAaTh, KaK caMy IOBEPXHOCTh C YpOBHEM €€ IIEepPOXOBATOCTH U HAIMYUEM
nedekToB (LapamnuHbl, MOTEPTOCTH), TaK U €€ YUCTOTY OT MPUBHECEHHBIX 3arpsi3HEHUN IMocIe
pa3IUYHBIX 00paOOTOK B BUJIE OTEpaIliii TPaBICHUS, MUTH(OBAHUS U TIOTUPOBKH.

W3BectHO, uTO B ycnoBusax okucienus B nape npu 400-500 °C u Ha Bo3ayxe mpu 700 °C

yYPOBEHb MIEPOXOBATOCTH MOBEPXHOCTH BIMSIET HA CKOPOCTh OKUCIIeHHs (prcyHOK 1.19).
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Pucynoxk 1.19 — Kuneruka oxucnenus B nmape npu 400 °C (a) u Ha Bozayxe npu 700 °C (6)
00pa3ioB u3 ciuiaBa Zircaloy-4 ¢ pa3niuyHbIM ypPOBHEM HIEPOXOBATOCTH MOBEPXHOCTH

Yem menbine 3HaueHue Ra, Tem Hibke 3Hadyenue ynenbHoro mpuBeca [90-92]. lanubrit
3pPeKT OOBACHSIETCS CrIaKUBAaHMEM IOBEPXHOCTH W CHIKEHHMEM HAIpPsDKEHHM B OKCHIHOM
IUIeHKe, (opMHpYIOIIEiicss Ha KPUBOJMHEHHOW MOBEPXHOCTH. 3apUKCHPOBAHO, YTO B MECTax
MUKOB BOJHUCTOCTH IOBEPXHOCTU MPOUCXOIUT (POPMHUpPOBAHUE TPELIUH B TMPOIECCE pOCTa
OKCHUIHOM TuIeHKH (pucyHoK 1.20).

Hns temneparyp cBbimie 800 °C neTanbHBIX HMCCIEIOBAHUM BIMSHHUS LIEPOXOBATOCTU
MIOBEPXHOCTU Ha IOBEJCHHE LHUPKOHMEBBIX MAaTEPUAIOB HE IMPOBOJWIOCh. T€M HE MEHEE,
MMEIOLINECs TaHHbIE [TOKA3bIBAIOT, YTO MPUCYTCTBUE HA TOBEPXHOCTH IapanuH TIIyOMHOM OKOJIO

20 MKM MOKET OKa3bhIBaTh BIMSHHE Ha JOKAIHLHOE IMPOSBJICHUEC JIMHEHHOT0 OKHCJICHHS npu
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temneparypax BOim3u 1000 °C. Kpome toro, Ha npumepe cmaaBoB Tuma ZrINb u ZrlSnlNDb
MMOKa3aHO BJIMAHHUC 3arpA3HCHUA IMOBCPXHOCTHBIX CJIIOCB OCTATKAMU TPAaBUJIBHBIX PACTBOPOB,

conepxamux HF, Ha pa3BuTue nmuHeiHOTro okucieHus (pucyHok 1.21).

N

gl

) el b)R240 /.
npenBapuTenbHas 00padoTKa IOBEPXHOCTU MIKYPKOH npeaBapuTeIbHas 00paboTKa MOBEPXHOCTH MIKYPKOH
P80 ¢ 3epuucroctsio 200-250 MM P240 ¢ 3epauctocTsio 50-63 MKM
a) 0)
¢) P800 d) Pickled”
npenBapHuTeIbHas 00padoTKa MOBEPXHOCTH LIKYPKOH — MpeaBapUTeNbHas 0OpadoTKa MOBEPXHOCTH TPaBICHHEM

P800 c 3eprucroctsio 20-28 MKM B pactBope HF ¢ mocnenyromieit monupoBKoit
KOJUTOMJHBIM pacTBopoM SiO;

B) r)

Pucynok 1.20 — U306pakeHus MOMEPEUHOro CeYeHUs Hapy>KHOM MOBEPXHOCTH 00pa3lioB U3
criaBa Zircaloy-4 ¢ pa3nn4HbIM ypOBHEM IIEPOXOBATOCTH MOCIIE OKUCIeHHs B mape mpu 400 °C
B TeueHue 111 cyroxk [91]

Ll,apanm-lbl Ha UCXOQHOWN NnOoBepPxXHOCTU

IlapanuHa Ha UCXOIHOM IOBEPXHOCTH

 OKHCIIeHHe an/I.97O °C, ==2600c Harpes co ckopoctbio 0,5 °C/c no 1100 °C n
HOCJIETYFOLIMM OXJIaXJIeHHEM co cKopocThio 25 °C/c
a)

okucienue npu 1200 °C, =300 ¢ oxucnenue mpu 1000 °C, t=290 ¢

B) r)

Pucynok 1.21 — Buemnuit Bug 06pasiios u3 crutaBoB ZIRLO (a, B) u Zr1INDb (6, 1) ¢
MPUCYTCTBYIOIMMH Ha TIOBEPXHOCTH UCXOAHBIMH LapanuHaMu (a, 6) ¥ ¢ mpeaBapUTeIbHON
oriepanueit TpaBlieHus B pacTBopax, coaepxammx 1-3,5 % HF (B, T) mocie oxucieHus B cpee
BoIstHOTO Tapa [93]
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[IpumeHeHne MexaHMYECKOW OOpabOTKM €O CBHEMOM IOBEPXHOCTHOIO CJlOS €
MOCJIEYIOIIEH OIepanuei MOJIUPOBKU ITOBEPXHOCTU IMPUBOAUT K YIYUYLICHUIO KOPPO3UOHHOTO

noBezieHus B mape npu temneparype 1000 °C (pucynok 1.22).

Henonupoaanuaﬂ
NOBEPXHOCTb

C noBepxHOCTM yaaneH WUcxopHas
CNoW TONWUHON 38 MKM NOBEPXHOCTb MonupoBaHHas
NOBEPXHOCTb
10 mm

a) 0)

Pucynok 1.22 — Buemunuii Bua obpasua u3 criaBa ZrIND ¢ ucxomaHoi 1 moaupoBaHHOR
noBepxHocThio nociie BTO B mabopatopusx ANL (a) u HUMAP (6) [76, 93]

Juns criaBa ZrIND BimsiHEe cbheMa MOBEPXHOCTHOTO CJIOS C MOCIEIYOUIeH MOJIMPOBKOM
MOBEPXHOCTH HOCUT  yiydlnalomuid dPQPeKT ¢ MOPUBOJUT TOJBKO K  YBEIWYCHHIO
MHKYOAllMOHHOTO TMEepHoAa OO0 Pa3BUTUS JMHEHMHOrO OKHCIIEHHUS, KOTOPOE COIMPOBOXKIAETCS
UHTCHCUHUKAIMEH TOTIoNMeHHsT 000109KO0# Bogopoaa (pucynok 1.23).
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Pucynok 1.23 — 3aBUCUMOCTH COJIep>KaHus TIOTJIOMIEHHOTO BOIOPOAa 00pasiioM TpyOs! U3
craBa Zr-1Nb ¢ ncxoaHo# TpaBiIeHHON MOBEPXHOCTHIO U 00PA3IOM TPYOBI CO CHATHIM
MOBEPXHOCTHBIM CJIOEM U C MOCIEAYIOIIEH olepalueil moJIupoBKU MOBEPXHOCTH OT
JUTATEIILHOCTH OKucieHus B mape mpu 1000 °C [94]

Hanuuue oxcuonoii nnenxu
[lepBoHauanbHBI OKCHUAHBIN CIIOH, KOTOPBI 0Opa3oBajcs B YCIOBUSX HOPMAJIbHOM

SKCIuTyatanuu npu temmeparype ~ 350 °C wim Ha cTaguy HarpeBa B HHTEPBAJle TEMIEPaTyp OT
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350 mo 800 °C o6mamaer 3amuTHBIMH cBoiicTBamMu mpu BTO, koToppie C yBeTWYeHUEM
TEeMIIEpaTypbl M JUITMTEILHOCTH OKHUCICHHs CHIDKaroTcs (pucyHok 1.24). Ilpu Temmeparype
1200 °C BausiHME TIEPBOHAYAIBHON OKCHAHOM IUIEHKM Ha TPOLIECC OKHUCICHHS MPAaKTUYECKU

orcyrctByet [95-97].
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Pucynoxk 1.24 — Brnusinue npeaBaputeabHOro okucienus mnpu remmeparypax ot 400 mo 800 °C
Ha noBejieHue 00pasoB u3 ciiaBa Zircaloy-4 B ycnoBusX U30TEPMUUECKOTO OKUCICHHUS TIPH
temneparypax 1000, 1100 u 1200 °C B Teuenue 3 MuH

PesynbTaThl nccienoBaHuil peIBapUTENIbHO OKUCIEHHBIX 00pa3ioB, mposeaeHHbIX B UJP
(Yemickas PecryOnnka) B cpeze BoasiHoro napa mnpu tremmnepatrypax 800-1000 °C, nokasanu, 4to
MEPBOHAYAJIBHBIM OKCUIHBIM CIIOM MOKET YacTUYHO pPACTBOPATHCS B METAIE, O YEM
CBHUJIETEJILCTBYET TOBBIIICHHE ypOBHS MukporBepaoctu [98]. Jlaunubiii 3deKkT mpuBOIUT K
CYIIECTBEHHOMY CHUXCHHIO YPOBHS OCTaTOYHOW IMJIACTMYHOCTU OOOJOYKU Ja)Ke MPU MaJbIX

crenensx okucienus (ECR) (pucynok 1.25).

N
(5]

=X T > 500 T T T
- L ’ | |
é) . IlpenBapureinHoe OKHCIEHHE i | : @
| | ] I
S 2w - {e0pm WM2pum A 10pm .SOpm} 5400 ,,,,,,,,,, o, @_____® . ____
= ! e | | I
=% [ | -~ I | |
g =
! ! o ° ® | . A |
=T T €300 F-----t----- A Tl - L&
E ! ! ] A ' | ! | ¢ | *
: .. | TR I | |
| I |
Etof . i g 200 | | ‘
[ | = .
£ " * I = | IpenpapuTennnoe oKHcIeHHE
= i I &
= 5} | n ' 4 E100f-----+----- ﬂl ¢0um M2pm A10um @50 pm|
= I | [-9 |
; | 1 i 1 | |
g A A ! I = | | I
5 o [ ) [ — o r Y I = 0 . . L :
5 0 5 10 15 20 25 0 5 10 15 20 25
Crenens okuciaenus ECR-CP, % Crenens okuciaenna ECR-CP, %
a) 0)

Pucynox 1.25 — 3navenus ocrarounoit ractaaHoctH pu 20 °C (a) u 3HaYeHUS
MHUKPOTBEPJOCTH B «eX-P» (paze (6) mpeaBapUTEIbHO OKMCICHHBIX 00pa3LoB U3 CIUIaBa
Zircaloy-4 nocine okucienus mpu 950 °C B cpeje BOASHOTO mapa
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Ha mpomecc oxucnennss OyneT BIHMATH JIMIIb COCTOSHME OOpAa3OBaBIICHCS IpH
HKCIUTyaTallil OKCHAHOM IJICHKH M TOTJouieHHsld Bopopon. Mccnenosanus [40, 89, 93, 99,
100] moka3anmu, 4TO C POCTOM TOJIIMHBI OKCHIHOH IUICHKM CaM IIPOLIECC OKUCICHHUS Oyaer
3aME/UIAThCS, a C YBEIMYCHHEM TEMIIEpaTypbl OKHCICHHUS BIMSHHUE SKCIUTyaTallMOHHOM
OKCHIHOW IUICHKM Ha MPOLECC BBICOKOTEMIICPATYPHOTO  OKHCIICHHS  yMEHbBIIAETCS
(pucyHok 1.26). Tem He MeHee, CeIyeT YUYHUTHIBATh TOT (DAKT, YTO B MPOIECCE IKCIUTyaTalluu
IIUPKOHUEBBIC 00OJIOYKH MOJBEPTalOTCS OJJHOBPEMEHHO OKHMCJICHHUIO M HABOJOPOKHBAHUIO, UTO

B UTOTE U OyJET ONpEAeIATh JajdbHelIee uxX moseaeHus B ycinopusax BTO.

100 -

ZrINb(I') o6myuennstii (HIHIAP) 900 °C
ZrINb(T') obmyuennsiii (HITHAP) 1000 °C
ZrINb(I") odmyuennsiii (HIIIAP) 1100 °C
ZrINb(I') obmyuaernsii (HITIAP) 1200 °C
BHIHHM peanncTHuecKas

Zircaloy-4 Cathcard-Pawel

>-<¢00

1000°C Joore

—_
<
Ll

I:Io@
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IIpuBec, Mr/cm?

10 100 1000 10000 100000
JKBHBAJIEHTHOE BpeMs, C
Pucynok 1.26 — Kunernka okucienus B nape npu remmnepatypax 900, 1000, 1100 u 1200 °C

00my4eHHBIX 00pa3ioB u3 criaBa ZrIND Ha ocHOBe ry04YaToro UPKOHUS (MaKCUMAbHOE
Bbiropanwue Tormea 37,9 MBt-cyt/kr-U) [99]

1.3.2 Buemaue GaxTops

Cpenun BHemHHX (AKTOPOB Ha TMPOIECC BBICOKOTEMIIEPATYPHOTO OKHUCICHUS U
OXpYMYMBAHUS IIMPKOHUEBBIX CIUIABOB BIIUSHUE MOTYT OKa3bIBaTh OOJydeHHE, TeMIeparypa u

JJIIUTCIIBHOCTE OKUCJIICHUA, COCTAB U JAaBJICHUC HapOBOﬁ CpCabl.

Obnyuenue

W3BecTHO, 4TO 00yueHUE MPUBOIUT K MOSBICHUIO paAHallMOHHBIX Je(PEKTOB B 000JI0UKe
TB1a. Hakomenne paavanmoHHbIX Ae(QEeKTOB U MU3MEHEHHE CTPYKTYPHOTO COCTOSIHUS CIUIaBa
npu 00JydYeHUH MPUBOIUT K YIPOUHEHHIO MaTepuana o0onouku. MccnenoBanus, NpoBeieHHbIE
Ha OOJIyd4eHHBIX M HEOONydeHHBIX oOpasiax craBa Zircaloy-4, mokasaid WX OJIMHAKOBOE
noBeneHne B ycinoBusax BTO, koropoe aBTOphl OOBICHSIOT AHHUTWISALMEH HMEOIMIMXCS
panualoHHbIX J1e(pEeKTOB IMPH BBICOKOTEMIEpaTypHOM HarpeBe [82]. M3BecTHO, uTO IpH

temneparypax ©Oosnee 700 °C Bcero 3a ~ 15 ¢ mpoTekaer peKkpHCTALIM3AlM MaTepuania
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000J109€K, YTO TPHUBOJUT K AHHUTWIAINHK panuanuoHHbIX nedextoB [101]. OueBmano, 4TO
BpeMs, KOTOpO€ HEOOXOAMMO [UIsi JTOr0 TpOIecca, CYIIECTBEHHO MEHBIIE BpEMEHHU
BBICOKOTEMIIEPATYPHOI BBIAEPKKM IPU aBApUMHBIX CUTyalUsX. TakuM oOpa3oM, BIHSHHUEM

o0yueHus Ha moBeacHue 06004ekK B ycnoBusx BTO moxuo nperebpeus [40, 82].

Temnepamypa u OnumenbHOCMb OKUCTIEHUSL

CKOpOCTh peakiuu ITUPKOHUEBBIX MATEPUAIOB C MEPETPETHIM MapoOM HAMPSIMYIO 3aBHCHT
or Ttemmeparypbl (pucyHok 1.27). Ha mpumepe cminaBa Zircaloy-4 BuaHO, YTO KHHETHKA
okucnenus mpu Ttemmeparypax < 1000 °C nomumHseTcs KyOWYECKOHW 3aBHCUMOCTH, a B
unrepsaie temrnepatyp ot 1000 go 1600 °C u qnmutenbHOCTAX OKucieHUs MeHee 30 MUHYT —
napaboauYecKoil 3aBUCUMOCTH. [Ipy 3TOM OKCHAHBIA CIION SIBISETCS 3alIUTHBIM U ILJIOTHO
CHCIUIGHHBIM C METAJJIOM. YBEIMYEHUE JJIUTENbHOCTH OKHUCJICHUS TpPH TeMIeparypax
600800 °C u 1000 °C xapakTepu3yeTcsi IepeioMOM B KMHETHKE OKHUCIEHUS C MEPEXOAOM K
JTUHCHHOMY OKHCIICHHIO C OOpa3oBaHMEM pPACTPECKHBAIONIMXCS OKCHIHBIX IUICHOK. B
nByxdaszHoit obmactu (o+P)-Zr mpu Temmeparypax B 850-950 °C mepexonm oT KyOWdeckoi
3aBUCHUMOCTH OKHUCJICHHS K TMapaboJMYecKoil BbI3BaH YMEpeHHBIM 3(PGEeKTOM ITUHEHHOTro
okucnenud. [Ipu temneparypax csoime 1050 °C u3MeHeHUe TUIA 3aBUCUMOCTU OKHUCIICHUS U

YCKOPCHHUE 3TOro npouecca HE OTMECHYAKOTCA.

10'. pacquHui’l pacxon CTEHKH prﬁbl Ha Jlsyc'mponuee OKHCJIEHHEe
Fer— 14— — 1= — = — = —
) =1 T = s o
%00 -4
| 550

3

Vaeasubiii npusec, Mr/am?

2

JIIMTeIbHOCTH OKHCJICHHS, MHH

Pucynok 1.27 — KuneTrka OKHCIIEHHSI B Cpejie BOASHOTO mapa ciutaBa Zircaloy-4 B uatepsaie
temneparyp ot 600 no 1600 °C [102]
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Temneparypa  OKHCIEHHsS  ONpeAeNseT  pe3ydbTUPYIOIIHME  TMPOAYKTHl  PEaKINH
IIUPKOHHEBOI'0 MaTepuaia ¢ MeperpeTsiM MapoM: MpH Temreparypax Hmke o—(a+f) ¢aszoBoro
npespamierus (~ 800 °C) oxucnenue OyAeT NPUBOIUTH K (OPMHUPOBAHMIO HA MOBEPXHOCTH
OKCHUIHOW IJIHKU W K quddy3un Kucaopona B MOJOKHUCHBIN cioi a-Zr. [Ipu Gornee BBICOKHX
Temrepatypax o-Zr mepexogur B [-ZI, BCIEACTBUE YEro IPH OKUCICHHH IPOHCXOAUT
(GopMUpOBaHUE CIIOUCTON CTPYKTYpBI, COCTOSILIEH W3 OKCHAHOrO cios, ciost a-Zr(O)
CTaOMITU3UPOBAHHOTO KUCIOPOOM U ciiost (a+f)-Zr umm B-Zr.

Hcxonst n3 auarpammbl coctosHust Zr-O cremyer, 4To C yBEIUYCHHEM TeMIepaTyphl
HPOUCXOIUT YBEIMYEHHE PACTBOPUMOCTH KHCIOPOIa Kak B a-Zl, Tak U B -ZI, 9TO €CTECTBEHHO
NPUBOIUT K U3MEHEHHUIO MEXaHUYECKUX CBOMCTB cIiiaBa. [Ipu o1rHaKOBOM BpeMEHHU OKHCIICHHUS
C YBEIMUYCHHEM TEeMIIepPaTypbl MPOUCXOANUT YINPOYHEHUE MaTepHaia ¢ BO3pacTaHUEM 3HAYCHHN
TBEPAOCTHU B IICHTPAIBHON YaCTH 00O0JI0YKH 33 CUET MOTIOIEHHOTO KUCIOPO/a, YTO MMPUBOIUT K

CHIDKCHHUIO YPOBHSI OCTaTOYHOM miactuuHocTh [82, 103].

Cropocmb Hazpesa u ox1aicoeHus

CkopocTh HarpeBa /0 TeMIlepaTypbl OKHUCIICHUS ONpENENseT TaKue MPOIEcChl, Kak
dazoBbie mpeBpamienus (a—oatf—f) u auddy3snoHHoe nepepacnpeneieHue JETUPYIOUX U
MPUMECHBIX JJICMEHTOB B MaTepuaje OOOJIOUKH, YTO, B CBOIO OYepeib, MPEAONPEISISICT THII
dbopMuUpyIOMIErocss OKCHUaa MUPKOHUS (MOHOKJIMHHBIA, TETPArOHAJIBHBIN), 00pa3yromerocs Ha
MOBEPXHOCTU OOOJIOYKH, €ro 3allUTHBIE CBOMCTBA U, KaK CIEACTBHE, MOTJIOIIEHHE BOAOPOIA
MaTepuaioM 000m04ku. CKOPOCTh OXJIKICHHS OMpeneisieT 0COOEHHOCTH MPOTEKaHUS TaKHX
MPOIIECCOB, KaK MepPeXo/l BHICOKOTEMITepaTypHO# B-¢a3bl B HU3KOTEMIIEpaTypHYo o’ -(ha3y («eX-

B»), a Taxxke pa3mMep U pacnpeaesieHue THAPUIOB B «EX-PB» ¢aze (pucyHnok 1.28).
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Pucynok 1.28 — O6wemuas nons -dasbl B cruiase Zircaloy-4 B 3aBHCUMOCTH OT TEMIEpaTyphl
MIPU PA3JIMYHBIX CKOPOCTAX Harpepa (a) u oxnaxaeHus (0) [104]
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Ha pucynke 1.29 mpuBeneHbl pe3ysbTaThl MEXaHUUYECKUX HMCIBITAHUNA 00pa3oB TpyO u3
criaBa Zr1IND, oxucnennsix B nape npu temmeparype 1100 °C. BuaHo, 4TO CKOPOCTh Harpesa u
OXJIQX/ICHUS OKa3bIBACT BIMSIHUE HA CKOPOCTh CHI)KEHUS! OCTATOYHOH ITUIACTHYHOCTH. bomnbimit
3arac Mo OCTaTOYHOW MIACTUYHOCTH 00pa3I0B HAOIIOJACTCS B CIy4ae ClieHapUs SKCIIEPUMEHTa
¢ OBICTPBIM HArpeBOM M MEJICHHBIM OXJaxkacHueM (cueHapuii F/S). Tem He MeHee, HECMOTps
Ha MIMPOKHM JUamna3oH M3MEHEHUN CKOPOCTEW HarpeBa M OXJIaXkJIEHHUS, MOPOTOBbIC 3HAYCHUS
HYJICBOH IJIACTUYHOCTH MCIBITAHHBIX 00pa3loB TpyO HAXOIATCA B y3KOM JMANa30HE CTETNCHU
okucienus 7,9-9,1 % ECR.

LS/F | [ S/S |[F/F,FIQ| F/S
J /! U

40
- F/F (bwicrpeiii narpes 25 °Cle n
GuicTpoe oxaasnenne 25 °Cle);
- F/Q (6wierpuaii narpes 25 °Cle n
3akajaka B sogy 200 °C/e);
201558 (menuennsiii narpes 0,5 °Cle n
mepiennoe oxnaxaenne 0,5 °C/c);
- S/F (mennennniii narpes 0,5 °Clc
o DbicTpoe oxaaxaenne 25 °Cle);
- F/S (dnicrpuiii marpes 25 °Cle
meennoe oxaaxaenne 0,5 °Cle). \
6

OcTaTouHas WIACTHYHOCTD, %0

0 T r T
0 2 4 8 10 12 14

Crenens okuciaenus (ECR), %

Pucynok 1.29 — BnusHue cuenapus skcrepuMenTa o okucienuto npu 1100 °C B cpene

BOJITHOTO Tapa 00pa3oB TpyO u3 crutaBa ZrIND Ha ypoBeHb HX OCTATOYHOM TIACTHYHOCTH MTPH
20 °C [93]

BnusHue cueHapus oxJaXIeHHMs HaOII0Aa’IOCh TakKe MPU HCIBITAHUSAX 000JI0YEUHBIX
Tpy0 u3 cruaBa ZrIND Ha ocHOBe ry0uaTroro IHUPKOHHS B JKCIEPHMEHTaX C OBICTPHIM
OXJIaXK/IEeHUEM (TIpsiMast 3aKajika B BOJY) M OKCIIEPUMEHTAX C IBYXCTYIEHYATHIM OXJIQKICHHEM 10
meroauke (oxnaxaenue 10 800 °C co ckopoctrio 2 °C/c ¢ mocnenyromeid 3aKkaakoid B BOJY)
[16, 105]. Ha cTaguu OTHOCHTENHFHO MEUICHHOTO OXJIAXKICHUS C TEMIIePaTypbl OKHUCICHUSI
no 800 °C kucIopoj ycreBaeT mepepacipeneisaTbes U3 HachlleHHOH B-das3sl B a-Zr(0), uro
NPUBOJUT K YBEJTMUYCHUIO TOJIIUHBI MOJOKUCHOTO ciost a-Zr(O) U MOSIBICHHUIO M30IMPOBAHHBIX
obmacreit 0-Zr(O). Tem He MeHee, MO00HOE TEepepacHpeecHIe KUCIOPOaa MOJ0XKHTEIHHO

CKa3bIBACTCSl HA YBEIIMYCHUH YPOBHS OCTaTOYHOH ITACTHYHOCTH 000s0ukH (prucyHok 1.30).
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Pucynok 1.30 — MukpoctpykTypa 00pa3ios Tpy6 u3 cruiaBa Zr1Nb Ha ocHoBe ryO4yaroro
HUPKOHUSA 1tocie okuciienus B nape rpu 1150 °C nocne npsamoi 3akaiky B By (a) U mociie
oxnaxaeHus 1o 800 °C co ckopoctsio 11 °C/c u mocneayromei 3akanku B Boay (0)

Cocmas okuciumenvHot cpedvl

B neficTBUTENIBEHOCTH, BO3MOXKHBI Pa3lIMYHBIC CICHAPUU THIIOTCTHUYSCKUX aBapui, MpH
KOTOPBIX OOOJIOUKH TB3JIOB OYyJIyT HaxXOMUTHCS B BO3AYIIHOW cpene. [IpucyrcrBue Bo3mayxa
OPUBOJUT K HWHTCHCHMBHOMY OKHCJICHHMIO W Jerpagauuu oOonouek. Ilpu okucnenum Zr
Ha BO3/yXe BbiaenseTcs ooubiire Ha ~ 80 % Terua, yem npu okucienuu B mape [43, 106, 107].

PazenpHOE BIIMSHHME OCHOBHBIX COCTABIIIOIIMX BO3Ayxa (KUCIOpoJa W a30Ta) Ha
OKHCJICHHE ITUPKOHUEBBIX CIUIABOB IOKA3bIBACT, YTO OO0JICe BHICOKHMI MPHUBEC 0OpazyeTcs npu
OKHCJICHUW Ha BO3AyXE U B KHCIOpPOJE, YEM B MapoBOH cpene. Bricokas cKOpOCTh KOPpPO3UH B
KHCIIOPOJIE 1O CPaBHEHUIO C TapoM OOYCJIOBIEHa OTCYTCTBHEM MPOIYKTOB PEAKIHUH C
[MUPKOHHEM M OTCYTCTBHEM IepTypOaliy IMOTOKa Ha IMOBEPXHOCTH pa3jelia cpejia/MeTall.

OkwucneHne B cpejie a30Ta MPaKTUIECKU He3HAUUTENbHO (pucyHok 1.31).
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Pucynok 1.31 — IloBenenue crasa Zircaloy-4 B kxucnopoe, mape, Ha Bo3ayxe, (a) u B azote (0)
npu temneparype 1100°C [95]

43



MexaHn3MOM YCKOPEHHUS KOPPO3UHU B BO3AYIIIHOW cpenie mpu Temmneparypax csaimre 1000 °C

ABJIACTCA PACTBOPCHUC a30Ta U 06p2130BaHI/IC XPYOKOTO BBICOKO AKTHUBHOI'O HHUTpHIA

UpKOHUs (pucyHok 1.32).

a)

Pucynok 1.32 — Mukpoctpykrypa ciiaBa Zircaloy-4 mocie oKuciIeHus Ha BO3IyXe MPU
1200 °C: B cBetioM mosie (a) u B TeMHOM 1oJie (0) [43]

T~ a-Zr(0)

" N e

ZrO,/ZrN

6)

HpI/ICYTCTBI/Ie Jaxe 10 % BO31yXa B Hap0BOI7I cpeac 3HAYUTCIBHO BJIUACT HAa KUHCTUKY

OKHCJICHU LHUPKOHHUECBLIX CIUIABOB, IIPpU COACPIKAHWU BO3[yXa B IIap€ CBBIIIC 50 % CKOpPOCTb

OKHCJICHUS CIUIaBa BBIXOJHUT Ha HackimeHue (pucynok 1.33) [10].
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JIUTEIbHOCTh OKHCJIEHHS, C

Pucynok 1.33 — BiusiHue coqeprkanus BO3/iyxa B Imape Ha mpotiiecc okucienus crasa Zr1Nb

Oxwunaercs, YTO IPU aBapUM YacTH TBAJIOB B BEpXy aKTUBHOM 30HBI OyAyT HaXOJIUTHCS B

YCIOBHAX “‘KHUCIIOPOJIHOTO TOJOJaHMsA~ W TOBBIINIEHHOTO cojepxanus Bojgopoxa [32, 108]. C

YBEJIMYEHUEM JIOJIM COJiepXaHus mapa B cpeae 10 ~ 10 % Habmogaercs yCcKOpeHHe Ipoliecca

okucienus (pucyHok 1.34), nanbHelIee yBeIWYCHUE COJCPXKAHHUS Tapa CYIISCTBCHHO HE

BIIMSICT HA KHHETHUKY OKHCJICHHS CIUIaBa. BricokoTemmnepaTrypHoe OKHCIeHue cruiaBa Zircaloy-4

npu aTMoc(hepHOM JIaBIeHUH B ra3oBoil cMecH (O2 + Ar) ¢ KoHIeHTpauueit kuciopona ot 10 10

100 % Tax ke He BBISBHIIO BIUSHHS COJCPIKaHHUS KUCIOPOAa Ha npouecc okucienus [109].
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Pucynok 1.34 — Okucnenue criaBa Zircaloy-4 B cMecu napa u aprosa B JJuana3oHe TeMIIepaTyp
ot 1000 1o 1400 °C (a) u B cMecu kucaopoa u aprona npu 1200 °C (6) [108, 109]

B 1mpomecce B3aMMOJCHCTBUS LHUPKOHHEBBIX MATEPHUAJIOB C IEPErpeThiM MapoOM
MPOUCXOIUT oOpa3oBanue Bojoposa. Ilpu temmeparypax no 950 °C mpucyTcTBUE BOAOpOAa B
nape He BIUSET Ha mporecc okuciieHUs. C MOBBIMICHUEM TEMIIEPATyphl OKUCICHHS TPH J0JIe
Bogopona VHz / VH20 ~ 0,3-0,5 nabiogaroTcst KojeOaHus B IPOLIECCE OKHUCIIEHHUS, YTO, B CBOIO
ouepeib, MPUBOAUT K 3HAYUTEILHOMY TOTJIONIEHUIO MaTEPUAJIOM BOJOPO/A, YTO, TO-BHIUMOMY,
CBsI3aHO C (Da30BBIM IMPEBPAIICHUEM B OKCHUIHOW TUICHKE W TOSBICHUEM IOPUCTOrO OKCHJIA,

COCTOSIILIETO U3 CMECH MOHOKJIMHHOM U TeTparoHanbHou ¢a3 (pucyHok 1.35].
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Pucynok 1.35 — Brusiaue 10y BOAOpO/Ia B ITAPOBOM Cpejie Ha MPOIIECC BEICOKOTEMIIEPATYPHOTO
okucnenus cruiaBa Zircaloy-4 mpu 1100 °C (a) u 1000 °C (6) [110]

/laenenue napa

[Ipu aBapuu cymiecTByeT BEpOSTHOCTh TOTO, YTO TMEPBBIM KOHTYp OyIeT HaXOAWTHCS B
YCIOBHSIX Tapa C BBICOKHMM JaBJICHHEM. OTOT (DakT TOTpeOoBaj H3yUYCHUs TTOBEICHUS
[MPKOHUEBBIX CIJIABOB TPHU BBICOKOTEMIIEPATYPHOM OKHCIECHHUU B YCJIOBHSX TOBBIIIEHHOTO

JaBJICHHA.
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Pesynbrarel uccnenosanmii [111-117] mokaszanm, yto B mHTEpBajie Temmneparyp mexay 700
u 1000 °C npoucxoIuT yCKOpEeHHE KUHETHKU OKHCJIEHUS LHUPKOHUEBBIX CIUIABOB C POCTOM
JABJICHUSI, TIPH YTOM MOXET (DOPMHPOBATHCS OKCHUI 10 5 pa3 TOJIIEe, YeM MPU aTMOChHEpPHOM
naBnenun (pucynok 1.36a). C poctoM Temmeparypsl BIWSHHE JaBJICHUS Ha KHWHETHUKY
OKHcIieHUs1 ociabeBaeT u mpu Temreparype okucieHus 1100 °C u nmaBmenun no 6,9 Mlla
YCKOPEHHSI OKHMCIACHHS He mupoucxoauT (pucynok 1.360) [112]. Ilo-Buammomy, yCKOpEHHE
KMHETUKH OKUCJICHHS 3aBUCHT OT MOSBICHHUS MHUKPOTPEIIUH U ITOP B OKCUIHOM CJIO€, CBSI3aHHBIX
¢ (a30BBIM MpEBpaICHUEM JUOKCH/IA IUPKOHMS U3 TETPAroHATbHONW B MOHOKIIMHHYIO (ha3y, 4To

B CBOIO O4YE€PEAb MOXKET OBITE CIIPOBOLMPOBAHO IMOBBIIICHHBIM JaBJICHUCM.
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Pucynok 1.36 — I3MeHeHre TOMIIMHBI OKCHTHOTO CJI0S B Pe3yJIbTaTe OKHCIEHUS TpyO U3 cIiiaBa
Zircaloy-4 mipu 700-900°C B Teuenune 1200 ¢ (a) u 1101°C (6) B 3aBUCUMOCTH OT BHEIIIHETO
nasnenus [112, 118]

OTMeuaeTcsi pa3IMyHOE BIIMSHUE TOBBIMIEHHOTO [aBJICHUS HAa YCKOPEHHE KHHETHKHU
OKHCJIEHUsI IIMPKOHHUEBBIX CIUIABOB B 3aBHUCHUMOCTH OT MX XMMHYECKOro cocTaBa. Tak mpu
temrepatypax 750 wu 850 °C Habmromaercst pasHHWIla B TOBeIeHHMH CIiaBoB Zircaloy-4,
Zry4-1%Nb u M5 (Zr-1%Nb) ¢ ysenuuenuem maBnenust (pucyHok 1.37). Jlns craBos,
conepxantux ND, ”HTCHCHBHOCTb OKHUCIICHHSI CHUYKAETCS, YTO MPEIMOI0KUTEIBLHO 00BSICHIETCS
MPUCYTCTBUEM MEHBIIEH TONIW TETparoHambHOW (a3pl OKcHUIAa IUPKOHUS U Ooyiee BHICOKUMH

CXXHUMAroIMu HaHpSI)KCHI/II\/'I B OKCHUJE, ITO CPAaBHCHUIO CO CIIJIaBOM Zircaloy-4.
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Pucynok 1.37 — BiusiHue qaBiieHust BOASHOIO Mmapa Ha npuBec ciutaBoB Zr-1Nb u Zircaloy-4
npu 750 u 850 °C mocne Beinepkku 30 MuH (a) u crutaBos Zircaloy-4 u MS npu 850 °C mocne
BoIIepkkn 60 muH (0) [115, 117]

1.4 PesyabTaThl panHux ucciaenosanuii BTO cniasa Zr-1%Nb

OteuecTBEHHBIC UCCIICAOBAHUS, HAIIPABICHHbBIC HAa M3yueHUe noBeneHus cruiasa ZrlNb B
ycnoBusix BTO B cpene BoasiHoro mapa Havanuchk B Hadane 80-x rogos [119, 120]. C navana
90-X roIoB 3KCIIEPUMEHTAILHOE U3Y4YCHUE BHICOKOTEMIIEPAaTyPHOTo OKKMCIeHus ciiaBa ZrIND u
MEXaHMYECKOTO TOBEJECHHUS OKHCIEHHBIX TPyOUYaThIX OOpa3IOB aKTHUBHO TMPOBOJMIOCH 32
pyoexom B I'epmanuu, Yexun u Benrpuu [115, 121, 122]. [Ipu stom aaHHbIe 10 ciiaBy ZriNb
COIOCTABJISUTUCH CO cIIaBoM Zircaloy-4, kak HanOoJjiee N3yYeHHBIM U OCHOBHBIM 000JI0UEUHBIM
marepuaioM s 3apyOexxHbix ADC. PesymbraTel HMccieOBaHUM IMOKa3aid, YTO KHUHETHKA
BBICOKOTEMIIEPATYPHOTO OKHCIIEHHS B TIape ITHX CIUTABOB B IIEJIOM IOX0Xa, OJHAKO TIPH
okucnenun cmiaBa ZrlNb Ha TOBepXHOCTH 00pa3loB 00Pa30BBIBATUCH MHOTOCIOWHBIC
OKCH/JIHBIE TUIEHKH, C TeHJEHIMeN K oTcianBaHuio. Kpome Toro, ObIO YCTAHOBJIEHO pa3ivyue B
MEXaHMUYECKUX CBOHCTBaxX OOpa3lOB IOCIE OKHMCICHMS. XapaKTepHOH 0COOEHHOCTBIO CIUIaBa
Zircaloy-4 sBJISIIOCH TIOCTENIEHHOE MOHOTOHHOE CHWDKEHHE YPOBHS IUIACTUYHOCTH TIPH
YBEJIMUYCHUHU CTEIICHU OKHCIICHUsI 000JI0OUKH, B TO BpeMs Kak juis cruiaBa Zr1Nb 6buto BhIsIBICHO
pe3Koe CHMKEHHE IUIACTMYHOCTH TOCNe JOCTHXKEHHMsS HEKOTOpPOHM IOpOroBOM  cTeneHu
OKHCIIEHHs. BBIIO yCTaHOBIEHO, YTO MOPOT OXPYHMUMBAHUS OKUCIEHHBIX 00pa3loB TpyO u3

criaBa Zr1IND HacTymaeT mpu cTeneHsx OKHCIeHUs 0koJio 6 % (pucynok 1.38).
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Pucynok 1.38 — 3aBHCHMOCTb OTHOCHTEIBbHOMN Je(OpMAIiK 0 Pa3pyUICHUS IPH CKATHH
KOJIBLIEBBIX 00pA3IoOB OT CTEIEHN OKHCIeHHUs s criaBoB Zr1Nb u Zircaloy-4 [121]

Ha tor mepmonm wccienoBaHuii 00OCHOBaHHME Takoro TmoBeAcHus cruiaBa Zr1ND
00BsCHSIOCH ABYMS (pakTOpamu:

1. TloBeIIeHHOE conepX)aHue Kuciopona B P-ase m3-3a Oosiee MIMPOKOIrO JMANa3oOHa
a—f dazosoro nepexona (BausHUEe Nb Kak B crabuim3aropa), 4To CKa3bIBaCTCs HA YBEIUICHUH
MHUKPOTBEPJOCTH B IEHTPAITBHOM YacTH 000JI0YKH;

2. OtcytcTBUEe (OPMHUPOBAHUS HA MOBEPXHOCTH IUIOTHBIX 3AIUTHBIX OKCHIHBIX TUICHOK,
OPEMATCTBYIOUIMX MPOHUKHOBEHMIO BOJOPOJA  BCIEACTBHE PpEAKLUUU  B3aUMOJECHCTBUS
Marepuaia 00O0JIOYKH C MEPEerpeThiM MapoM, YTO JOTOIHHUTEIBHO CIIOCOOCTBOBAIO CHIKEHHUIO
TUTACTHYHOCTH TIOCIIE CTAIMH OXJIAXKICHUSI.

C mosiBneHHEM Ha pbIHKE TOIUIMBaA 3apyoOekHoro crmuaBa M5 (Zr-1%Nb) B 1996 rony,
CTaJll MOSIBIIATHCS PAaOOTHl (PPAHIY3CKMX CHEIMAIMCTOB, JEMOHCTPUPYIOLUIMX OTJIMYAIONIeecs
noBejieHre oredecTBeHHOro crutaBa ZrlNb B cpaBuenuu co crumaBamu Zircaloy-4 u M5 [39,
123].

Tem He MeHee, pe3ylbTaThl POCCUHCKUX HWCCIECOBAHNN IOKAa3bIBaJ M OTCYTCTBHE
paspyuienust oOpasumoB u3 cruiaBa ZrlND rmocie BBICOKOTEMIIEPaTypHOTO OKHCJICHUS U
nocJeayomeil onepanuy NpsMON 3aKajdKu (TEPMOILNOK), a TaKXe I0CJe HMCIBITAaHUH TaKhX
00pa3IoB Ha yIapHYIO BI3KOCTh, KOTOpas B IEJIOM OblJIa COMOCTaBUMA C JIaHHBIMU ISl CIUTaBOB
Zircaloy-4 u M5 ¢ y4eTroM JBYCTOPOHHETO XapakTepa OKUCIeHHs o0pasioB u3 cruiaBa Zr1ND

[124] (pucyHok 1.39).
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Pucynoxk 1.39 — 3aBUCHUMOCTh yaapHO# BSI3KOCTH 00pa3ioB u3 ciiaBoB Zr-1%Nb, Zircaloy-4 u
MS ot cTenenu ux OKMCIEHMS B ape npu TemnepaTypax B uarepsaie ot 900 o 1200 °C
(1300 °C) [124, 125]

WccnenoBanus BEHIePCKUX CIEHHANTUCTOB [126] MO M3y4YEHUIO BBICOKOTEMIICPATypHOTO
okucienus: obpasuoB criaBoB ZrlINb u Zircaloy-4 ¢ pa3nuyHbIM HCXOIHBIM COJICPIKAHUEM
BoZopoaa 1o 700 ppm B IOTOKE CMECH KHCIOpPOAa M aproHa, a TakKe HCXOIHBIX 00pasloB B
HIOTOKE BOJSIHOTO Iapa MOATBEPIIN pe3yibTarhl pabotsl [121]. Beuio mokazaHo, 4TO HATUYHE
OJIMHAKOBOT'O COJCPKaHUS BOJOPO/IAa B UCCICAOBAHHBIX MaTepHallaX MPHBOIUT MPAKTUYECKH K

OJIMHAKOBOMY YPOBHIO IUTACTHYHOCTH BHE 3aBUCHMOCTH OT COCTaBa ciuiaBa (pucyHok 1.40).
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Pucynok 1.40 — 3aBUCMMOCTH OCTaTOYHOM J1ehopMaIMy OT CTETIEHH OKUCIIEHUS 00pa3LoB TPyO
u3 criaBoB Zr-1%Nb u Zircaloy-4 B npeaBapuTensHO HAaBOJOPOKEHHOM COCTOSIHUHU TTOCIIE
OKHCIICHHSI B CMECH aproHa M KUCIOpoAa (a) M B UCXOJHOM COCTOSIHUU TIOCIIE OKHCIICHHS B

MOTOKE BOAsiHOTO Tapa (0)



Taxske MPOBOIMIIMCH UCCIIEAOBaHus CcruiaBoB Zircaloy-2, Zircaloy-4, ZIRLO, M5 u Zr1Nb
B nmabopatopuu ANL (CIIA) [76] u ucnerranust B HULL «KypuaToBCKMii HHCTUTYT» COBMECTHO
¢ T'HII “HUHAP” [93].

PesynbTaThl MpoBeACHHBIX MccaenoBanuii criaBa Zr'INb B ycnosusx BTO mokaszanmu:

- HecTaOMIILHOCTH MoBeieHus ciuiaBa Zr1ND Ha 0CHOBE 3JIEKTPOIUTHYECKOTO [UPKOHNS;

- CKIOHHOCTh CIUIaBa K paHHEMYy JIMHEHHOMY OKHCICHHUIO TIpU TemIepaTypax

1000-1100 °C;

- TMIOJIOKUTETBHBIN 3P (HEeKT MEXaHUUECKOH 00pabOTKH MMOBEPXHOCTH;

- bosiee crabmibHOE noBeacHKE cruiaBa ZI'IND Ha ocHOBE IIUPKOHUEBOM TYOKH.

1.5 MeToabl u3yueHusi HMPKOHMEBBIX MATEPHAJIOB IPpUMeHUTEeIbHO K BTO

COBpCMGHHI)IG TCHACHUWN K IIOBBIICHWUIO BBIITOpAaHUA TOIUIMBA W BHCAPCHUIO HOBBIX
MaTCpHraJIOB IJid aTOMHOM OHCPICTUKU JUKTYIOT HGO6XOI[I/IMOCTI> IMPOBCACHUA I/ICCJICIIOBaHHfI,
HaIlpaBJIEHHBIX HA U3YUYEHUE UX MMOBEJICHUS B PA3JIMUHbIX CUTYalUsAX, BKIIIOUas aBapUiHbIE.

Tak Kak TOYHO CMOJIEIMPOBATH ABAPUMHYIO CUTYyallMI0 BECbMa 3aTPYAHUTENBHO, IIPOBOAST
MOACIIMPOBAHUC PA3HBIX COGLITHfl, KOJMYCCTBO U KAUCCTBO HMCIIOJIHCHUA KOTOPBIX MOXKET OBITH
BOCIIPOM3BENICHO UCXOMS U3 PECYPCHBIX BO3MOYKHOCTEW HccienoBareneil. M3zyuenne noBeaeHus
LHMPKOHUEBBIX MAaTE€pPUAIOB B YCJIOBUSAX BBICOKOTEMIIEPATYPHOI'O OKHUCIEHHUS MOJApa3yMEBaET
MPUMEHEHUE Psla METOJMK, YTO CBS3aHO C PA3JIMYHBIMU IEISIMH HUCCIEAOBaHUN. DTH LETU
MOTYT BapbUpOBAaThCS OT MPOCTHIX 33]a4, HAIPUMEDP, MO ONPEACICHHUIO BIUSHUS JETUPYIOLIEro
cocTaBa CIUIaBa Ha MPOILIECC BHICOKOTEMIIEPATYPHOI'O OKUCIEHUS OOOJOYKM TBAJIA, A0 BIUSHUS
MEePEXOHBIX TMPOIECCOB HAa BECh IMYyYOK TBAJIOB B COOpKE, KaKk B HEOOJTYyUYEHHOM, Tak U B
00JTy4YEeHHOM COCTOSTHUSIX.

B 3aBucHMOCTH OT 337124 MPOBOAMMBIE UCCIIEAOBAHUS MOXKHO Pa3J€IUTh HA TPU OCHOBHBIX
BUJIA!

1. UccnenoBanust OTAENBHBIX (PAKTOPOB U OMpEIeTICHUE CBOMCTB MaTepHaa.

2. UcnblTaHus ¢ yMEpPEHHOW MHTErpajbHOCTBIO, B KOTOPBIX M3Y4YaeTCsl BIUSHUE JBYX U
Oonee pakTopoB.

3. ITomHOCTEIO HHTErpaJIbHBIC UCHBITAHUA OTACIBHBIX PCAIBHBIX WU MOJCIIBHBIX TB3JIOB

WJTU TOTUTUBHBIX COOPOK.

Hccnedosanus omoenvHuIX hakmopos u ceoticme mamepuaia
UccnenoBanusi OTACNbHBIX (DAKTOPOB M CBOMCTB OOBIYHO MPOBOASITCS Ha HEOOIBIINX

obOpasmnax ¢ mpuMeHeHueM jabopaTopHoro obopynoBanus. llenb mccaenoBaHuil — MOTydeHUE
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9KCHEPUMEHTAJIbHBIX JaHHBIX, HEOOXOIUMBIX JUI TIOHUMAHUSA M MOJAEIUPOBAHUS KOHKPETHBIX
SBJICHUM, BO3HUKAIOIUX IPU aBapUMHBIX CUTYyalMsIX, KOTOpPBIE BIIOCIEICTBUU HCIOJB3YIOTCS
npu pa3paboTKe paCUETHHIX TEPMOMEXAHUYECKHUX KOJIOB.

K HCCICOOBAHUAM IIEpBOro BUaa MOKHO OTHCCTH HN3YYCHUC KHMHCTHUKHU

BBICOKOTEMIIEPATypPHOTO  OKHUCIICHUS koaduLmeHTa

nuddy3un

Kuciopoaa B o-Zr m B-Zr, temmeparyp NOIMMOP(HBIX IMPEBpAIlEHUH W BIUSHHUS Ha HUX

CIuiaBa, OIPCACICHUEC

KHCJIOPO/a, BOAOPOAA M JIETUPYIOIIUX JJIEMEHTOB, MHUKPOCTPYKTYPHBIX M TEKCTYPHBIX
U3MECHEHHH, OIpeNeNieHne CoAep)KaHus Kuciopoja M Bopopona mnocie BTO, wusydenue
BBICOKOTEMIIEPATypHOH TTOJI3YYECTH, a TAKXKE ONpPeIe/ICHHE MEXaHUUECKIX CBOMCTB.

3KCHepI/IMeHTBI MO0 U3YUYCHHUIO KUHCTHKU BBICOKOTCMIICPATYPHOT'O OKHUCJIICHUA ITPOBOAAT HaA
ClriCuaJIbHBIX na60paT0prlx YCTaHOBKAaX I'OPHU30HTAJIIBHOT'O WMJIM BECPTHUKAJIBHOI'O0 HMCIIOJIHCHUA,
KOTOpPbIC MOXKHO pa3JeliuTh Ha Tpu Tumna [12]:

1. VYcTaHOBKH ¢ HENPEPHIBHBIM B3BEIIMBAaHUEM 00pa3iia B MPOIECCe UCTIBITAHUS,

2. YcraHOBKH 0€3 maporneperpeBarens;

3. YcTaHOBKH C HapoIeperpeBaTeeM.

OCHOBHbBIE XapPaKTEPUCTUKH MCIIOJIb3yEMbIX YCTAaHOBOK IpHBeJIeHbl B Tabmuue 1.4.

3a‘laCTyI0 YCTaHOBKH IIO3BOJIAIKOT TPOBOAUTH HCIBITAHHUA B CMCCH T'da30B U 060py,HOBaHBI

CHCTEMO# 3aKajKu 00pa3ioB B BOY.

Tabmuua 1.4 - OcHOBHBIE XapaKTEPUCTHKHU YCTaHOBOK /g BTO nupkoHneBsix 06pa3ios

Mapaver YcTaHoBKa
P P Tun 1 Tun 2 Tun 3
Temnepatypa ucneitanus, °C 600-1200 600-1500 600-1200

JnnHa pabodeid 30HbI, MM 80 60 60

3aKalika,
3. npsMas 3aKajika.

3aKalika,
3. npsMas 3aKajika.

[oTok mapa, mMr/c ~30 ~80 ~20

[ToTok aprona, mi/c - ~25 ~25

Cxopoctb Harpesa 0 1200 °C, ¢ <70 <70 <70
1.~ 20; 1.~20;

Ckopoctb oxnaxaenus, °C/c 2.~20 10 800°C+ | 2. ~20 mo 800°C + ~20

Kocsennoe 1o

Kocsennoe +

Kocsennoe +

IKCIICPHUMCHTA

U3mepenue temrepatypsl 00pasia TepMorapa psjoM C | TepMoIiapa psaoM
p patyp pasit TepMOIIape B redu p Pa Pt p ba it
o0pasuom ¢ oOpasiom
Tun ucnosp3yeMol TepMonapsl S-tun A-1-tun K-tun
JlinHa obpasia, MM <50 <50 20
B3BemuBanue oOpasiia B npoiecce
pasil pott na HET HET

HpI/IMeHeHI/IC YCTAaHOBOK IICPBOI0 TUIIa C BO3MOXHOCTBIKO HCIIPCPBIBHOTO B3BCUIMBAHUSA

IMMO3BOJIACT MCHBIIIUM KOJIMYECTBOM SKCICPUMCHTOB I10JIy4aThb KHHCTUKY OKHCJICHHWA MaTCpHaia
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Y YETKO BBISBIISITH U3MEHEHHS B CKOPOCTH OKHCIeHUs (pucyHok 1.41). JIns u3ydeHus: BIAUSHUS
pa3auYHbIX (AKTOPOB HA OXPYyMUMBAHWE MaTepuaia MPEUMYIIECTBO HMMEIOT YCTaHOBKHU
TOPU30HTAILHOTO HWCIOJHEHHUS, BCIEACTBHE pealu3aluu OBICTPON 3aMeHbl oOpasma Imocie

onecpanyru 3aKajJIKi U BOBMOKHOCTHU pasMCUICHUA HECKOJIbKUX O6p&3LIOB Ha HaHpaBJ’IfIIou.[GfI.

n=1 n=05—1
— THHEHHOE «breakaway»
@ OKMC/ICHHE OKHCJIEHHE —n=0.5
i (HE3AMHTHO (He3amuTHOE) protective, parabolic
§ Am " n=0.33
E. —— =k, (T) -t protective, cubic
- n=0.5
= - . —n=1
2 napadoTHICCk 1 ) )
z TABECHMOCTH non-protective, linear
= (3amuTHOE)
o -
>.:[ - 0'3\2.‘ breakgwgf '
KyOH4CCKUI THH
3aBUCHMOCTH
(3aIIHTHOE)

Bpems |[t]

Pucynok 1.41 — Tunpl KHHETUUECKUX 3aBUCUMOCTEN BHICOKOTEMIIEPATYPHOTO OKUCIICHHS B TIape

[Tocne mpoBeaenus ucnbiTanuit BTO 00pa3isl MOTYT OBITH HCIIONB30BAHBI IS PA3IMYHBIX
MHUKPOCTPYKTYPHBIX UCCIICIOBAaHUN U ONPEACTICHUS MEXaHUYECKUX XapaKTePUCTHK.

MHUKpPOCTPYKTYpHBIE HCCIEIOBaHHUA MOTYT BKJIIOYaThb B ceOs OIpelesieHHue TOJIIHHBI
chopmupoBaBmuxcs AUGGY3MOHHBIX CIIOEB, U3y4YeHHE OcoOeHHocTed (popMHUpoBaHUS
CTPYKTYpBI, ONpEICNICHHE COJACPXKAHUA W PACHpeeNIeHHs] KUCIopoaa W IPYTUX JIETUPYIOLIHX
DIIEMEHTOB C TNpHUMEHEHHeM Takux MeToqoB kak WDS (peHTreHoBcKasi CIEKTPOCKOIHS C
nucriepcueit mo anuHaM BoiH), EDS (3HeproaucnepcuoHHas peHTI€HOBCKasl CHEKTPOCKOIU),
EMPA (311eKTpOHHO-30H/I0OBBIi MHKpOAHAIN3) U MHKPOPCHTTCHOCIEKTPalIbHbIil aHamu3 [76,
127-129] (pucynok 1.42).

ConepxkaHuie  TOTJIOMIEHHOTO  BOJOpPOJAa B OOOJIOYKE  OMPEACISIOT  METOJOM
BBICOKOTEMIEpaTypHO »kcTpakiuu Ha npubopax tunma LECO. Jlna ouenku xapakrtepa
pacripesielieHus] BOAOPO/a 10 JUIMHE U CEYSHHIO 00pasiia MUCIOoNIb3yeTcss HeUTpoHorpadhudeckuit
meton [130-132] (pucyHok 1.43).

Taxke OJHUM W3 OCHOBHBIX BHUJIOB HWCIBITAHHN SIBIISIOTCS Pa3IMYHBIC MEXaHUYECKHE
UCTIBITAHUSA, KOTOpBIE TO3BOJISIIOT OIpPENENATh BIUSHUE TeX WJIM HUHBIX (aKTOPOB Ha
OXpyHuuBaHUE 000JI04eUHBIX TPYO mocie skcnepumenToB Ha BTO. Ucnonb3yercs nenslii psin
MEXaHMYECKUX HWCIBITAHWNA: WCTBITAHUS KOJIBIEBBIX OOpa3lOB Ha JHaMETPAIBHOE CXKATHE;

UCIBITaHUS Ha PACTSXKEHUE KOJBIEBBIX U TPyOUaThIX 00paslioB CO CIENHaIbHO U3rOTOBICHHOMN
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paboueld 4acThlO (BBITOYKA); HWCIBITAHUS HAa TPEXTOYCHYHBIM M UYETHIPEXTOUCUYHBIM W3THO,

UCTIBITaHHS Ha yJIapHYIO BSI3KOCTh (pUCYHOK 1.44).

TommmHua 108, MKM

0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0
JIIMTeIbHOCTh OKHCIEHHS, 1

—EPMA
DIFFOX modeling
Measured average profile

Conepxanne Kucaopoaa, % macc.

0 100 200 300 400 500
Tonmuuna 060/104KH, MKM
B)

Pucynoxk 1.42 — MukpocTpykTypa 000109KH U3 cIuiaBa Zircaloy-4 (a) 1 KHHETHKa pocTa CJI0eB
ZrOz u 0-Zr(O) B mpouecce okucnenus B nape npu 1100 °C (6), npoduis pactpeaeneHus
KHCJIOpOJia (B) M PEHTIEHOBCKHUE KapThl paclpeesICHuUs JETUPYIONUX JIEMEHTOB IO TOJIIINHE
CTEHKHU 00pasIioB (T)

g

MAKCHMAIBHOEC 3HAYMECHHE

. '
e . A S
W 110 CeIeHNI0 .

(s fid . .
a2y B

no cevenno

Conepzxanue Bojopoaa, ppm
AERERE

8

o

892 897 902 907 912 917 922 927 932 937 942
- slice mean - slice max Koopaunara, mm

Pucynok 1.43 — Hefitponorpaduueckoe n3o0pakenne odpasiia u3 cruiaBa MS mocire
skcniepumerTa QUENCH-L4 u pacuetHsbiil mpoduins pacupeneneHus MaKCUMaIbHOTO 1
CPEIHETO0 TI0 CEUSHHIO CO/IePIKaHus BOJIOPOIa
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Haubonee mmpokoe pacrnpocTpaHeHHEe MOJYYUIN UCTIBITAaHUS Ha TUaMEeTpajbHOE CxKaTHe
KOJIBLIEBBIX O0paslloB HM3-3a MX HEOONBIIUX pa3mepoB (8-10 MM), MPOCTOTHI M3TOTOBICHHS U
pasMelIeHusT B WCOBITATeNIbHOM  OOOpYAOBaHMHM, a TaKKe BCIEACTBUE  HIMPOKOTO
pactpocTpaHEHUsT YHHBEPCAIBHBIX pa3pbhiBHBIX MamuH (pucyHok 1.44a). llenp mpoBeneHus
JAHHBIX UCTBITAHUI COCTOUT B YCTAHOBJICHUH MPEIEIILHOTO COCTOSTHUSL 000JIOUKH, TP KOTOPOM
JocTUraeTcs 00 HyleBas IUIACTMYHOCTh, JHUOO IMOPOTOBOE 3HAYEHHUE, XapaKTepU3yIollee
«XPYIKO-BA3KUIW» IIEPEXO.

HcnpiTanus Ha pacTsbKeHUE KOJbIEBBIX 00Pa3IOB C BRITOUKOW XapaKTepU3YIOTCS JTyUIINM
pacrpeziesieHueM HalpsLKeHUN 10 TOJIIIMHE CTeHKU 00paslia 1Mo CPaBHEHUIO C HCIBITAaHUSIMH Ha
nraMeTpaigbHoe ckathe (pucyHok 1.440). Tem He MeHee, METO/ YyBCTBUTENIEH K UCIIOIB3yEeMOM
OCHACTKE U €€ TPEHHIO C BHYTPEHHEW IMMOBEPXHOCTHIO 00pasiia, 4To 3aTpyAHSET UCIOJIh30BAHUE
METOJa B YCJIOBHMSIX TOpSYMX KaMep W TpH TMOBBIIMIEHHBIX TeMIlepaTypax B Ciydae
MCIIONIb30BaHUs CIIEMaJIbHBIX CMa3zoK. B menom, uccnenoBanus [93] mokasanu MICHTUYHOCTH
Pe3yJIbTAaTOB, MMOJyYECHHBIX JAHHBIMUA METO/IaMHU.

HcnpiTanus Ha pacTshkeHHe TPyOdaThiX 00paslioB ¢ BEITOUKON TAKXKe SIBISIOTCS MIPOCTHIMH
B npuMeHeHHH (pucyHok 1.446). OgHako B TaKUX HCHBITAHUSAX PEATU3yeTCS TOJIBKO OCEBOE
Harpy’>keHue, He COOTBETCTBYIOIIEE HArpy3kam, KOTOpble MOTYT BO3HHKAaTh B 000JOYKax B
IIPOLIECCE aBapUU C MOTEPEN TEIIIOHOCUTETIS.

WcnpiTanuss Ha TPEXTOYCUHBIA W  YETHIPEXTOYCUHBIH W3rHO HUMHUTHPYIOT Oosee
PEATMCTUYHYIO CUTYAIMI0 HAarpykeHUsi OOOJIOUKM XapaKTEepHYIO AJIS aBapUHHBIX CUTyalui
(pucyHok 1.448, r). VcnibiTaHus HA YETHIPEXTOYCUHBINA M3THO MMO3BOJISIFOT IIPOBOJIUTH UCTIBITAHUSI
HKCTIEPUMEHTAIBHBIX TBAJIOB C TOTUIMBOM M OIICHKOW COCTOSIHHsI Hamboiee neopMUpOBaHHOMN
oOmacty B3ayTHsI. OCHOBHBIM HEJJOCTATKOM JaHHBIX METOJIOB SIBJISIETCS X 3aTPATHOCTH, TAK KaK
JUISL KaXJ10T0 UCIBITaHUs TpeOyeTcst 00MbIIoi 00beM MaTepuana.

VcnbITaHus Ha yJapHYIO BSI3KOCTb MPOBOMAST JUI OLIEHKH BIUSHMS JepOopMaLuii, KOTOpbIe
MOTYT BO3HUKHYTH OT YJApHOTO BO3JCHCTBHSI CO CTOPOHBI JPYyroro TB3JIa WM TIpH
MOCJIEIYIOIUX MaHUITYJAIUAX C TBIJIaMu nocie aBapuu (pucyHok 1.44m). MccnenoBanms [13,
88] moxazanM COMOCTaBUMOCTh pE3YJIbTaTOB HCHBITAHMNA Ha YJapHYIO BSI3KOCTb U Ha

TPEXTOUYEUHBIN U3THO.
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HanpaBnenue
NPUNOXeHUA
Harpy3sku

Harpyxuoii >
i t Harpy:xenne

@A;) ﬁ Iﬂeqmpl
HporuBonsrudnas L'/ l

IUIACTHHA

Hozer 2016_0021.pdf

Jlmna obpasua 55 mm

Haupes: panye 1 mv; iyouna 8 mm

1)

Pucynoxk 1.44 — Nzo6paxenust 00pa3iioB /Ui UCTIBITAHUN Ha TMaMeTpaIbHOe cxkatue (a),
pactsbxeHue (0), TPeXTOUEUHbIN U YeThIPEeXTOUEUHBINH U3rH0 (B, T) M HA YJapHYIO BSI3KOCTH (T)

Jns  ompeneneHHBIX 3a4ad, TaKUX KakK, HW3y4YeHHE (HOPMHUPOBAHHUS CTPYKTYDHI,
HCCIIEIOBAaHNE BBICOKOTEMIIEPATYPHOH MON3YyYECTH, ONpPEeNICHIE TEMITEPaTyphl TTOTUMOP(HBIX
IpEeBpaleHU, MOTYT NPUMEHSTbCS BaKyyMHble WIM My(QenbHble MUY, UM JIPyrHe METOMAbI

(manpumep, auddepeHranbHas CKaHUpyroIas kanopumerpus) (pucyHok 1.45).
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Pucynok 1.45 — BiusiHue coneprkaHusi KUCIOPOa U BOJOPO/Ia Ha YPOBEHb MHKPOTBEPIOCTH B
cruiaBe Zircaloy-4 mocie roMoreHu3aiuoHHoro orxura B Bakyyme npu 1200 °C -4 4 (a) u
BJIMSIHHE COJICPYKaHUS BOJIOPO/Ia HA TeMIIepaTyphbl da3zoBbiXnpeBpaiienuii (0) [64, 133]

Hcnvimanus ¢ ymepeHHOU UHMe2paibHOCbIO

[IpumMepoM TakUX HCIBITAHUA SBISIFOTCS ASKCHEPUMEHTHI IO BBICOKOTEMIIEPATYPHOMY
OKHUCJICHHIO 00pa3IoB 000JOYEUHBIX TPYO, KOTOPHIE BKIIOUYAIOT B ce0s (ha3bl OXJIaKICHUS U
3aKkanku B Boay. OOpasibl 000JI04€K MOTYT HCIOIB30BATHCSA B PA3IUYHBIX COCTOSHUSAX:
UCXOIHBIC, TMPEABAPUTEIBHO OKHCIEHHbIE M HaBOAOpOXKeHHble. Kpome Toro, moryt
UCIIONIb30BaThCS peaOpUKOBAHHBIE TB3JIbI MOCJE OOMyYEHHUS C IMOCIEAYIOIIUM IMPOBEICHUEM
9KCIEPUMEHTOB Ha 00pa3iiax B ropsiuux kamepax [ 76, 82, 93, 99].

Tak e TPOBOIATCS HSKCHEPUMEHTHI MO BBICOKOTEMIIEPATYPHOMY OKHCICHHIO B Tape
UMUTATOPOB TBAIOB KOpoTKoH iHHBI (200-1000 MM), M3rOTOBIEHHBIX U3 000JI0YEUHBIX TPYO U
toruuBHBIX Tabnetok u3 UO, wim umuraropos Torumiea (Al203). B mporecce ucnbitanust Ha
CTaJuM HarpeBa MPOHUCXOAMUT pa3AyTHE C BO3MOXKHOH pasrepMeTH3aluell 0OOJOYKH, aiee
MPOMCXOIUT M30TEPMHUUYECKOE OKHUCIICHHE TPH 3aJaHHON TemIieparype B TEUCHHE 3alaHHOTO
BPEMEHH C MOCIIEAYIOIIEH omepaluei 3akanku B Boay (pucyHok 1.46).

[Toce npoBeeHNs UCHIBITAHUS POBOASTCS MOCT-TECTOBBIE UCCIIEI0OBaHMSI HAIIPABICHHbIE
Ha YCTAHOBJICHHE BIIMSHUA 33/JaHHBIX (DAKTOPOB HAa COXpaHEHHUE IEJIOCTHOCTU OOOJOYKH U

OIIEHKY CTerneHu e€ neopMUpOBaHUs, a TAK)KE HA TTOBEJACHUE TOIIMBA B ABAPUITHBIX yCIOBUSIX.

Ilonnocmoio UHmMecpajlbHble IKCNEPUMEHMbl

L[eJ'IBIO TaKUX HCOBITAHUM SBIISETCS ONPCACIICHUEC XapaKTepa ,I[e(I)OpMI/IPOBaHI/IH )51
napamMeTpoB pasrcpMeTu3ali TBIJIOB, IMOBCACHHA TOIINIMBA M IHUPKOHHUEBBIX 000/104YEK B
YCIIOBUAX OKHCJIICHUA U UX B3aI/IMOJIeI\/’ICTBI/I$I B COCTaBEC 3KCHepHMeHTaHLHOﬁ C60pKI/I, a TaKXKe
ONpeaACIICHUEC CTCIICHU 6HOKI/IpOBKI/I MMpoXOAHOTO CCUYCHHA Ha CTaJuu 3ajlMBa B YCJIOBUAX

MaKCHUMaAJIbHO HpI/I6J'II/I)KeHHLIX K aBapHﬁHBIM CUTYyalUusIM. PCBy.]'IBTaTBI UCHBITAaHUN
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UCTIONIB3YIOTCS JIUISl TTOATBEPIKACHUSI WJIM YTOYHEHHUS OCHOBHBIX TPEJICTABICHUN O TOBEACHUU
TBJIOB B YCJIOBHUSIX aBapWH, MOJYYCHHBIX HA OCHOBAHUU aHAJIN3a SKCIIEPUMEHTOB MEPBBIX ABYX
THUIIOB UCIIBITAHNN HAa 00pa3Iax WJId HMHTATOPAX TBAJIOB. Jlemaercs 3To it N3y4eHHS TTOBEICHUS
BBICOKO  BbITOpeBmIiero tormmBa (55-60 MBrt-cyr/kr  U), a Takke moxydeHUs
pa3IMYHBIX JaHHBIX, HEOOXOIMMBIX Il YTOYHEHHS M BepU(HKAIMK pPaCUYCTHBIX KOJOB,

HCIOJIb3YCMbIX IJIA 000cHOBaHUS 0€30I1aCHOCTH MMPUMCHACMOI'O TOILIIMBA.

Tenzoparuuk CucremMa KOHTPO.IS 2000 = 1000
y/ 7 HArpPy3KH yIepKHBAIOLLEro “30T€pM“'{ecK0e OKHCJ/ICHHE _:g_g 55
i ) R 2 :

yerpoiicraa 12 1500 | — T ] s

" " & orpanmuenns |~ Harpyska !

— 3axsatnoe ycrpoiicrso g {600 &

[

Brixox g‘- 1000 r Vaepaanue E

7 = 7 NOCTOSIHHOI 4 400 ;

napa o H IoBTOpPHBIi 32UB | narpyskn npn 540 H )
KBapueBas & 500

( Temneparypa )

4 200

ki

( Harpyska )
1

1 1 0

0 100 200 300 400 500 600

,HJ'IHTEJILHOCTB HCNBbITAHUS, C

YceTaHOBJIEHO HA
HCNBITATEILHYIO
MALIHHY

Bgon napa BBoa Boab! 10151 32;1MBA

a)

Pucynok 1.46 — Cxema 3KCIiepMMEHTaIbHON YCTAaHOBKH (@), CLieHapuil MPOBECHHSI UCIIBITAHUN
o0pasia TB3J1a Ha pa3/lyTUe B YCIOBHUIX OKHCIEHUS B TIOTOKE BOASHOTO napa (0), BHEIIHUN BU
U MHKPOCTPYKTypa 00pasiia B MOMEPEeYHOM CEYSHUH mocie ucnbitanus () [134]

Tak ke, Kak W JUIs TOJIy-MHTErPajbHBIX AKCIEPUMEHTOB 00pa3lbl TBIJIOB IOCHE
UCIBITAaHUN IO/IBEPratoTCsl MOCT-TECTOBBIM HCCIIEIOBAaHUSAM, KOTOpPbIE MOTYT BKJIIOYATh Kak
HEepa3pylIalolue METOAbl - BHU3YalbHBIH OCMOTP, NPOPHUIOMETPUS, BUXPETOKOBBIA U
yJIbTa3ByKOBOM KOHTPOJIb, HEHUTPOHHYIO paauo- M Tomorpaduio, Tak M paspyllaronme -
pa3IUYHbIE MEXaHWYECKHE HCIBITaHUS, METajiorpapuueckue HMCCIeI0BaHUs C NMPUMEHEHHEM
ONTUYECKUX U 3JEKTPOHHBIX MUKPOCKOIIOB, OIIPEIEIICHUE COIepKaHUs BOAOPOa U KUCIOPOJa B
MeTajule, ONpeelieHMe CcocTaBa ra3a B TIepMETHYHBIX TB3JaX, pEHTreHorpapus u

MeTo/ JU(paKkLuu 00paTHO paccesHHBIX 31ekTpoHoB (EBSD).
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1.6 BeiBoasI o riase 1

1. PaccmoTpeHbsl  mpolecchl, NOpOTEKaloluue B  I[UPKOHUEBBIX  CIUIaBaX  IpHU
B3aMMOJIEMCTBUM C BBICOKOTEMIEpaTypHbIM mapom. Ilokazano, uto B pesyiapTate BTO ¢
MOCHEAYIONEH 3aKalKoi TOHKOCTEHHBIE TPYObl W3 LUPKOHHMEBBIX CIUIABOB IPETEPIEBAIOT
¢da3zoBble U3MEHEHUS U OXpYMYMBAHME, CBSI3aHHBIC C HACHIIICHHEM MaTepHajia KUCIOPOJIOM U
BOZOPOAOM.

2. Ilpoanamu3upoBano BiusiHue Ha BTO BHyTpeHHHX M BHEHUIHUX (PAaKTOPOB, K KOTOPHIM
COOTBETCTBEHHO OTHOCSTCS XapaKTEPUCTUKH LHUPKOHHEBOrO0 MaTepuaia (JeTUpYIOIud u
MPUMECHBII COCTaB, COJEpKaHUuE BOJOPOAA, COCTOSHUE MOBEPXHOCTH) U yCIoBHs (00IyueHue,
TEMIIEpaTypa, OKUCIUTENbHAsI Cpela), B KOTOPBIX 3TOT Marepuan Haxoautcs. IloBeneHue B
ycnoBusx BTO o0myueHHBIX M HEOONydeHHBIX OOpasloB OAWHAKOBOE, YTO OOBACHSIETCA
AHHUTUJISIUEHN paAallMOHHBIX 1e(DEKTOB MPH BHICOKOTEMIIEPATYPHOM Harpese.

3. UccnenoBanmst crutaBa  Zr-1%Nb  Ha OCHOBE 3JIEKTPOIUTHYECKOTO IUPKOHUS,
IIPOBEJCHHBIE K Haualy HACTOsIIEH paboOThl, JEMOHCTPUPYIOT €ro HECTAOMIIbHOE MOBEICHUE B
ycnoBusix BTO, CKIOHHOCTh K paHHEMY JIMHEHHOMY OKHUCJIEHHIO U CYIIECTBEHHOE OTJIMYUE OT
MOBEJICHUS CIUIABOB aHANOrMyHOro coctaBa (Zr-1%Nb u M5) u [Opyrux CIUIaBOB,
W3rOTAaBIIMBAEMbIX HA OCHOBE TyOuaroro mupkoHus. [IpuumHa Takoro pasznuuusi He Oblia
YCTaHOBJICHA.

4. PacCMOTpEHBI METOJIbI HMCHBITAHUM M HCCIEAOBAaHUN ITUPKOHUEBBIX MaTEpPHUAIIOB,
npuMeHuTenbHo K ycnousiMm BTO B cpene BoasHoro mapa. J[is oneHKH moBeneHus Tpyo u3
CIUIaBOB LIMPKOHHMS JOCTATOYHO MCIOJIb30BaTh BHEPEAKTOPHBIE UCIbITaHUS Ha KUHETUKY BTO ¢
NOCIEAYIOIUMH MEXaHWUYECKUMHU HUCIBITAHUSMU Ha JAMAMETpalIbHOE C)KaTue, OIpeaesieHuEM
NOTJIOUIEHHOTO BOAOPOJa U MUKPOCTPYKTYPHBIMU HUCCIIETOBAHUSIMH OKUCICHHBIX 00pa31ioB.

5. Ing ucnbitanuii Ha kunetuky BTO B cpene BoasiHOTO mapa 00pasioB TpyO U3 CIIaBOB
[UPKOHUS PA3JIMYHOTO JIETMPYIOIIETO W IIMXTOBOIO COCTaBa HauWOoiee ONTHMAIbHBIM
BapHaHTOM SBJISIETCS METOJIMKa C MCIOJIb30BaHUEM JIAOOPATOPHON YCTAaHOBKH BEPTHKAIBHOIO
TUIIA C BO3MOXXHOCTBIO HEMPEPBHIBHOTO B3BELIMBAaHUS oOpasla B Ipolecce UchbITaHus. s
M3Y4YeHHUs OXPYMUYUBaHMs cIulaBa B ycloBuAX BTO onTuManbHbIM SIBISETCS TPUMEHEHUE
YCTaHOBKHM TOPU30HTAIBHOTO THUIA, YTO TMO3BOJISIET pa3MeliaTh HECKOIbKUX OOpas3loB B 30HE
OKHCJICHUS U OCYIIECTBISATH UX OBICTPYIO 3aMEHY MOCJE ONEepallii OXIaKICHUS (3aKAJIKH).

6. [lo pesynpraram aHamu3a WHGOpPMAIMK, TPHUBEJICHHOH B JaHHOW  TJaBe,
chOopMyIHpOBaHBl 1eb M 3aJa4d HACTOSIIEH TUCCEPTAIMOHHON pabOoThI, Kacarouluecs
M3YUYEHUs BBICOKOTEMIIEPATYPHOTIO OKUCIEHUS U OXPYNUMBAaHUS B Cpele BOASHOTO mapa
TOHKOCTEHHBIX TpyO u3 cruiaBa Zr-1%Nb ¢ ompezneneHueM KIOYEBbIX (HAKTOPOB €ro paHHETO

JIMHENHOTO0 OKUCJIEHHU.
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I'naBa 2. MaTtepuaJibl 1 MeTObI HCCJIEIOBAHUM

2.1 I/ICCJ'[e)IyeMLIe MaTepHuaJibl U UX XaPAKTEPUCTUKHA

B kauecTBe Marepuana uccieloBaHMs UCIOIb30BATUCh 00pa3libl TOHKOCTEHHBIX TPYyO C
BHeITHUM jauametpoMm 9,1 u 9,5 MM u tommuHou creHku 0,58 u 0,68 mm u3 crumaBa ZrINb
pa3NMYHBIX MOAM(UKAIUI TO MIMXTOBOMY U JIETUPYIOIIEMY COCTaBy W Pa3sHOBUIAHOCTU
IPUMEHIEMOro LUPKOHUS, a Takke u3 ciuiaBa Zircaloy-4 3apyOesxHoro mpomsBojacTea. Ilpu
u3roropieHnn TpyO u3 crmaBa ZrIND B kauecTBe INMXTOBOH OCHOBBI HCIIOJIB30BAJICS
AIIEKTPOIUTUYECKUN, HOMUAHBIA M TyOuaTblii LMPKOHUM B pa3IMYHBIX KOMOWHAIMAX U
IIPOLICHTHBIX COZAEpKaHUAX. llepedeHb HCCIEeNOBAHHBIX W HMCIHOJIB30BAHHBIX I CPABHEHUS

MaTepHaJioB MPUBEICH B Tabuie 2.1.

Ta6Jmua 2.1 - Hepequb HCCJICOOBAHHBLIX M MCITIOJIb30BAHHBIX IJI COMOCTABJICHUA MATCPHUATIOB

Ne | OO6o3na- [MaccoBas 1071 OCHOBHBIX RJIEMEHTOB B COCTaBe cIiaBa, %9  CocrtaB O6pabotka
YeHHUE Nb Fo 0 SN Cr IHI/I;(TI)I, HapY>KHOMI
CIUIaBa Yo MTOBEPXHOCTH
1 Zr1Nb 0,9-1,1 |<0,05-0,14 |<0,099-0,11 - - 45+55) D + | rpapnenue
30+45) 1 +
(12+15) O6
2 | ZrINb(I') | 0,9-1,1 |<0,05-0,14 <0,099-0,11 - - (70/100) I'+ | TpaBneHue
o+
(0/13) O6
3 ZrINb-D 0,9-11 <0,05 <0,099 - - 1005 TpaBJICHUE
4 ZriNb-1 0,9-1,1 <0,05 <0,099 - - 100 1 TpaBJICHUE
5 ZriNb-T' 0,9-11 <0,05 <0,099 - - 100T TpaBJICHHE
6 |ZrINb(WCh)| 0,9-1,1 | 0,04-0,07 | 0,07-0,099 - - 100 nuTigoBKa
7 | ZriINb(onT) | 0,9-1,1 | 0,04-0,07 | 0,07-0,099 - - 100T I oBKa
8 | ZrINb(M) | 0,9-1,1 |0,075-0,135| 0,10-0,14 - - 100 g oBKa
9 | Zircaloy-4 - 0,18-0,24 | 0,09-0,16 |1,20-1,70|0,07-0,13 100 g oBKa
10 M5 0,08-1,20 | 0,015-0,06 | 0,09-0,18 - - 100 nuTHdoBKa
11 ZIRLO ]0,09-1,10| 0,09-0,11 | 0,10-0,16 |0,90-0,10 - 100 g oBKa

3 - anekponuruueckuil Zr; U-nonuansiii Zr; I'-ryGuatsiii Zr; O6. — 000poThl NPOU3BOACTBA.

Hapy>xHast moBepXHOCTh TpyO MMena aubo TpaBieHyko moBepxHOCTh ¢ Ra=(0,4+0,6) MkMm,
6o numdosanHyto ¢ Ra=(0,2-0,5) MxM. BHyTpeHHss noBepxHOCTB BeexX TpyO u3 crutaa Zr1Nb
ObLIa TPaBJICHOW B peakTuBe, coaepskamieM HF.

MukpocTpykTypa UcciaeqoBaHHbIX TpyO u3 cruiaBa ZrlNb HeszaBHMCHMO OT MIMXTOBOW
OCHOBBI CIUIaBa XapaKTEpU30BAIACh CPEJHUM pa3MepoM 3epHa 3-4 MKM U CpPEeHUM pa3zMepoM
BbIJIeNIeHUI vacTuil BTopoit ¢asel (B-Nb) 45-50 um. B crpykType TpyO u3 cruiaBa ZrINb ¢
conepxanueM Fe Oomee 0,03 % wmacc. 3adukcupoBano mpucyrcTBue dactuil (asel JlaBeca

coctaBa Zr(Nb,Fe), pazmepom 10 120 HM.
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2.2 OnpenesieHne XMMHUYECKOI0 COCTaBa

Xumuueckuil coctaB crutaBa ZrlNb pasnuuHbX MOJUGUKAIMA MO IIUXTOBOMY H
JIETUPYIOIIEMY COCTaBY M Pa3HOBUIHOCTH IPUMEHSAEMOIO LIMPKOHUS OIPEIEIISIICS Ha CIUTKAX, a
TaKXKe Ha M3TOTOBJIEHHBIX M3 HUX TpyOax. [lepeueHb HMCIONIB3yeMBIX METOJOB OIpE/eIEeHUs

COACPIKaHUA XUMUUCCKHUX 3JICMCHTOB IIPCACTABJICHLI B Ta6JII/II_[e 2.2.

Tabmuua 2.2 — IlepeueHb UCHOIB3YEMBIX METOJOB ONPEIEICHHs CONEPKaHUsI XMMHUYECKHX B
UCCJICIOBAaHHBIX MaTepuanax u3 ciuiaBoB Zr1ND paszinuynbIX Momudukanuii mo mHUXTOBOMY H
JIETUPYIOIIEMY COCTaBY

Mecro Merop onpenenenus Onpenensiemble OTtHocuTenbHast
POBEICHUS XMMHYECKHE DIIEMEHTHI | IOTPEIIHOCTD
XUMHYECKOTO COJICPIKAHUS DJICMEHTA
aHaIn3a (P=0,95) snemenTa, %
AO YM3 dotoanexrpuueckuii (IPC- | Al, B, Be, Ca, Cr, Cu, He 6onee 0,25

36/1) Fe, Mn, Mo, Ni, Pb, Si,

Sn, Ti

Penrtrenodayopecuentnas | Hf, Nb He 6omee 0,2

CIEKTPOMETpHUS

Meton undpaxkpacHoi C He 6onee 0,26

abcopoumu (LECO C-600)

Kynonomerpus C 0,16-0,42

HefitponHas aktuBamus O 0,19-0,29

CrieKTpoCKONUYEeCKUit N He 6onee 0,29

DOTOINEKTPUIECKUI F 0,20-0,41

HNonoxpomarorpaduueckuii | F He 6onee 0,44
AO JlyroBoii CrieKTpaibHO- Nb, Fe, Cu, Ni, Mn, Cu, | 0,15-0,20
«BHUUHM» |3MHUCCHOHHON METON Pb, Al, Cr, B, Ca, Mo,

dpakmoHHO# mucTmwnsuu | Sn, Mg

(ananuzarop MADC)

JlazepHbIii Macc- C,N, O, F, Na, Mg, Al, | He 6onee 0,25

cnektpomerpudeckuit meton |Si, Cl, K, Ca, Cr, Mn,

Ha CEPUUHOM ITpUOOpe Fe, Ni, Cu, Nb

DMAIJI-2
AO Hckpoas macc- B, F, Na, Mg, Al, Si, S, |0,15-0,30
«CupenMeT» | CIIEKTPOMETPHS Ha Macc- Cl, Ti, Cr, Fe, Ni, Cu,
(MACII) CIIEKTPOMETPE C ABOMHOM Mo, Hf, W u np.

doxycupopkoit IMS-01-

BM?2

Ha moment IMPOBCACHUA I/ICCHG}IOBaHI/Iﬁ HCIIOJIB3YEMBIC METOJUKHU ONPEACICHUA, KPOME

JIA3CPHOIro MacC-CIICKTPOMETPUUCCKOI'O aHAJIM3a, ObLIH MCTPOJIOTHUYCCKU aTTCCTOBAHBI.
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2.3 3roToBJjieHHe TPYOUATHIX 00pa310B IJIA HCILITAHUI

Hapeska roroBoii TpyObl wim mnarpyOka Ha oOpasmbl jauuHoi ot 10 mo 145 mm
OCYIIIECTBIISIIaCh HAa OTPE3HBIX CcTaHkax Minitom wumm  Accutom-5 ¢upmber  Struers ¢
UCTIOJIb30BAHUEM OTPE3HBIX JTUCKOB C a0pa3WBHBIM WM aJIMa3HbIM HANbUICHUEM TIO
YCTAaHOBJICHHBIM TapamerpaMm pe3ku (tabmmma 2.3). Peska o00pasmoB NpoBOAMIACH C
UCTIOJI30BAaHUEM BOASIHOTO oxJaxkieHus. llocie paspe3ku Ha KaxaoM oOpasile MpOBOJIMIACH
00paboTKa TOPIEB C NENbI0 YAAJCHHUS HEPOBHOCTEH B BHJE 3ayCEHIICB C IOCIEAYIONICH
IIPOMBIBKOH BOJIOW BHYTPEHHEH MMOBEPXHOCTH C IEJIbI0 yIAICHUS 3arPS3HEHUI OT MPEIbIIY X

onepauui.

Tabnuna 2.3 — [lapameTpsl pe3ku TpyOdaThiX 00pa3IOB B PA3IUYHBIX COCTOSIHUSIX HAa OTPE3HBIX
craakax Minitom u Accutom-5

OtpesHotii ctanok | CoctosiHue obpasua |cnonb3yemblit Cxopoctb Cxopoctb
JIMCK BpaIeHus oJa4u
JucKa, 00/MuH | 00pasna, Mm/c
Minitom HCXOIHOE AnMasHbIi 6o 200 — 250 —
aOpa3uBHBIN
HaBOJIOPOKEHHOE AJMa3HBIA 200 — 250 —
Accutom-5 HCXOJIHOC AJMa3HbIH au6o| 1000 — 2000 0,05-0,06
aOpa3uBHBIN
HABOJIOPOXKEHHOE AnMa3HbIN 1000 — 2000 0,05 -0,06
nociie BTO AJMa3HBIN 2000 — 3000 0,03-0,04

Jlanee mpoBOMIIOCH U3MEPEHUE FEOMETPUUECKUX Pa3MepoB 00pa3IOB C UCIOIb30BAHUEM
NOBEPEHHBIX MmTaHreHuupKyast Vogel ¢ nenoit aenenus 0,01 mM, mukpomerpa MITUTOYO ¢
nenot genenus 0,001 mm u tommmHomepa MITUTOYO c¢ uenoit genenust 0,001 wmwm.
W3mepeHus: npoBOIMIM MUHUMAIBHO B IByX MECTAX, PACHOJIO0KEHHBIX NMEPHIEHAUKYJISPHO IPYyT
JpyTy C 3alMChI0 pe3yibTaTa B 3JIEKTPOHHOM BHJE B COOTBeTCTByMouryto Tabmumy B I1K. Ha
OCHOBAHMHU IOJyYEHHBIX PE3yJIbTaTOB BBIUMCIIATIACH IUIONIA/Ib MOBEPXHOCTH 00pasla, KoTopas
UCIIOJIb3YETCS ISl OLEHKU YAE€IbHOT0 KOPPO3UOHHOIO MTPUBECA.

Jnsa maeHTH@UKAIUMU 00pa3lioB IOCIE BBICOKOTEMIIEPATYPHOI'O HCHBITAHUS KaxIbIi
U3rOTOBJICHHBIN o0Opa3en; moMemiaics B OTAEIbHBINM MakeT ¢ HHIUBUIYaJbHBIM HOMEPOM
oOpa3la, yka3zaHHEM CIUIaBa, HOMEpa IJIaBKM WK napTud. ONIHMOHAIBHO OCYIIECTBIISATIACH
MapKuUpoBKa o0Opa3loB Ha Jla3epHOM CHCTeME€ MAapKUpPOBKM M TPAaBUPOBKH METaJIOB
MunrnMapkep-2.

Jlanee mepen mNpoBeNEHHUEM HCIBITAHUN MOJITOTOBJIEHHbIE O0pa3lbl IOJBEPrajicCh
MHOIOCTaJUHHOM OYNCTKE IOBEPXHOCTHOCTH OT 3arpsi3HEHUN pa3IM4YHOIO IPOUCXOXKIECHUS
COTJIACHO CJIETYIOIIEH MOCIeI0BaTEIbHON MPOLEaYPE:
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1. IIpombiBKa 0Opasia B MpOTOYHON XOJOIHOMN BOJE;,

2. IlpombIiBKa 00paslia B 3TUIOBOM CIHPTE;

3. Kunsiaenue oOpasia B IUCTUILTUPOBAHHOM BOJIE B TeueHUE HEe MeHee 20 MUHYT;

4, Cymka oOpa3nia B CymuiabHOM Imkady wiu jadoparopHoit meuu mnpu (120+£5) °C B
TeueHue He MeHee 30 MUHYT;

5. Oxnaxnenue oOpasla B 3aMKHYTOM BO3AYIIHOM IPOCTPAHCTBE B TEUCHHE HE MEHEE
10 munyT;

6. [IpoMbiBKa oOpa3lia B 3THUJIOBOM CHUPTE (HEMOCPEICTBEHHO Iepe] UCIBbITAHHEM Ha
BTO).

Bce BhlmeonucaHHpie ONEpalMd U TOCICAYIONIME MAHUMYJSIUU C MOJATOTOBICHHBIM
00pa3IoM MPOBOJMINCH B YHCTHIX TKAHEBBIX WJIM PE3MHOBBIX IMEPUATKAX C UCIOJIb30BAHUEM

MMUHICTA C YUCTBIMU YACPKNBAKOIINMU ITOBECPXHOCTAMMU.

2.4 HaBojopo:kuBaHue TPyOUaTHIX 00pa3oB

M3roroBneHre HaBOJOPOXKEHHBIX TpyO4yaTblX oOOpa3loOB NPEACTaBIsUI0 U3 cebds
II0CJIEI0BATENIbHBIM MPOLIECC HACHIIEHUS BOAOPOAOM A0 coxaepxkanHuit or 60 mo 800 ppm
naTpyokoB juymHON 40+1 MM u 145+1 MM ¢ JanbHEWIIUM H3TOTOBIIGHHEM OOpA3IOB BBICOTOU
32,0+0,5 mm u 10,0+0,5 MM 1 poBeICHNS MCTIBITAHUI Ha BHICOKOTEMIIEPATYPHOE OKHCIICHUE
U KOJIBLEBBIX 00pa31oB BbicOTOW 2,0+0,5 MM Ui ompeseneHus CoJAepXaHHs IMOTJIOMIEHHOTO
BOZIOPOZA.

HaBomopoxuBanue oOpasunoB T1pyo mnpoBoguiock B AO «BHUUMHM» nHa naByx
AKCTIEpUMEHTANbHBIX ycTaHOBKaX Nel u No2 meTo10M ra3odazHOro HaCHIIICHHUS.

VYcranoBka Nel mo3BosisieT NpOBOIUTH HAJI0IOPOKUBAHUE KOPOTKUX 00Pa3LloB JUIMHON J10
50 MM (pucyHok 2.1). YcTaHOBKa COCTOUT M3 JIByX TpyOuaThIX Imeded ¢ paboduM AManazoHOM
temneparyp 20 — 600 °C u 20 — 1100 °C, ucnonb3yemMbIX Ui HarpeBa NCTOYHUKA BOJIOPOJA H
PEaKIMOHHONW  KBaplEBOW  aMITyJbl, COOTBETCTBEHHO; ¢opBakyyMHOro  Hacoca,
00ecreurBaoNIero 0CTaTOYHOE NaBleHus ra3a (atMocephl) B cucTeme He Bbime 2107 atm;
TPAHCHOPTHOM CHUCTEMBI U3 Fa30HENPOHHUIIAEMOT0 MOJIMOAEHOBOIO CTEKIA, COSAUHSIONICH Y3IIbI
YCTaHOBKH; TEpPMONApHOTo BakyyMmeTpa; martumkoB pnasieHus PfeifferVacuum CCR363 u
PfeifferVacuum CCR261 (c pabounmu guana3zoHamu 1o gasiaesuio ot 1,33:10° Ia go 1333 Ila
u or 13,3 Ila mo 133322 Ila, COOTBETCTBEHHO), a TaK >X€ KOHTPOJUIEPA, MO3BOJISIOIIETO
OCYILECTBIISITh B PEKUME PEATbHOT0 BpeMEHHU cOOp B IIM(PPOBOM BHUJE U KOHTPOJIb MAPAMETPOB
HABOJIOPOXHMBaHUSA (00bEeMa CHCTEMBI, TIOKa3aHUI BaKyyMMETpa, TEMIIEpaTyphl, IaBJICHUS Ta3a U

MaccoBOM 7011 Boopoa B cucreme) [135].
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Pucynok 2.1 — BHemnuii Buj| ycTaHOBKM HaBOOpokuBaHust Nel

[lepen mponenypoil HaBOJOPOXKHMBAHWS HAa OJHOM M3 TOPIEB KaXIOro obOpasua IpH
IIOMOIIIM pe3lla HAaHOCHWJIAach KOHTpOJIbHAs Hacedka. Jlamee oOpasen 3aummancs abpa3uBHOU
HIKYpKO# 3epHUCTOCTBIO 500 MKM Ul yAaIeHUs UCXOAHOM aCCUBUPYIOLIEH OKCUIHOW IIJICHKH,
IPOMBIBAJICS B 9THJIOBOM CITUPTE M B3BEIIMBAJICS HA aHATMTUYECKHUX Becax Shimadzu AUW320
¢ TouHocThi0 0 = 0,0001 1. [lanee BBIMONHSIACH 3arpy3ka oOpas3ia B PEAKIMOHHYIO aMITyIIy,
TaKUM 00pazoM, YTOOBI HacedKa Ha TOpLEe oO0pasla pacnojaraiach M0 HAlpaBICHUIO K MPaBOU
3aKphITOM cTeHKH TpyOuaroi mneuu. Ilociae wero mpu momou (GOpBaKYyMHOTO Hacoca
NPOM3BOJIMIIACH OTKayKa aTMOC(hepbl U3 CUCTEMBI 10 JOCTH)KEHHUS OCTaTOYHOI'O JaBJICHUS HE
meHee 2:10° aTm. myTeM HarpeBa TMApUIA HUPKOHHS B TMEYM COMPOTHUBJIEHHS B CHCTEMY
HaIyCKaJIOCh 3apaHee pacCUMTAHHOTO KoJudecTBO Bojopoaa. KommuectBo Bomopona (% H)
paccuMThIBAJIOCh HCXOAS W3 JIaBJIEGHUS BOJOpoJia B CHCTeMe, Macchl oOpasna u

3aJICiCTBOBAaHHOI' O 00bEMa CHCTEMBI:

o%H = P-V-u-1000000 (21)

My RT
rae % H — nons Bogopoaa B cucteme, o OTHOIICHHUIO K Macce obpasia, ppm;
Mosp — Macca o0Opasla, T;
V — 06umit 06beM BaKyyMHOH CHCTEMBI, M,
P —pa3Huila Mexay MCXOIHBIM IMOCIIe BaKYYMUPOBAaHUS U TEKYIIUM JaBICHUEM B
cucreme, I1a;
T — Tremnepatypa B cucreme, K;

R — ynuBepcanbHas razoBas nocrosiauas, Jx/(monp K);

U — MOJIIpHAs Macca ra3000pa3Horo BOJI0pO/ia, I/MOJb.
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Hcxonnas macca oOpasma sIBISETCS YCJIOBHO ITOCTOSIHHOW BEIMYHMHOW, OMpeaesseMoin
npu B3BemuBaHUU. OObEM BaKyyMHOW CHCTEMBI Takke (DUKCUPOBAHHBIM M COCTaBISET
0,001074 ™® npu oTKIIOYEHHOW OT cucTeMbl pesepBHOH emxoctu u 0,004994 M3 mpu
3aJICiCTBOBAHUN PE3EPBHOM €MKOCTH. MOIIsipHasi Macca ra3000pa3HOT0 BOJIOPOJIa MOCTOSTHHAS
BCIIMYMHA, COCTaBISIOMAs — 2 T/MOJb. YHUBEpCalbHas ra3oBas IOCTOSHHAas —
8,3144598 JIx/(monb K). [IlepeMeHHBIMU B MpoIiecce SKCIIEPUMEHTA SBIISIIOTCS JBA TapaMeTpa —
JIaBJICHUE ra3000pa3HOro BOIOPO/Ia U TEMIIepaTypa B peakIMOHHOW amityiie ¢ oopasiom [135].

["a3000pa3HbIii BOAOPOJ BBLACISUICS TP HArpeBe aMmyibl C TUAPUAOM IHPKOHHS [0
temmneparypsl (400 — 450) °C. TTocie Hamycka HEOOXOAMMOTO KOJHYECTBA BOJOPOA B CUCTEMY,
UCTIBITHIBAEMBIN 00pa3ell HarpeBaycs 10 TeMiepaTypbl HaBojgopokuBaHus (450 — 500) °C u
BBIJICPKUBAIICS B cpele ra3zoo0pazHoro Boaopoaa. OTHOCHUTEIBHOE KOJMYECTBO BOAOPO/A,
HAXOJAIIETOCsS B CUCTEME B TEKYIIMH MOMEHT, OIPEICIISIOCh JaBICHHEM Ta3a B CHCTEME,
KOHTPOJMPYEMOM JlaTYMKaMu jJaBiieHus. Ha pucyHke 2.2 TpelncTaBlieHa BpEMCHHas
3aBHCUMOCTh M3MEHEHUS JIaBJICHUS M KOHIEHTPAIMH BOJOPOJA B CHUCTEME, pacCUMTaHHAS IO
dopmysie (2.1), mocsae HarpeBa amIyJibl ¢ TUAPUAOM IUPKOHUS. [Tocie OCTHKEHHS 33 JaHHOTO
COJICpKaHUsl BOJIOPOJIAa, HArpeB TUAPHUAA TPEKpaIlalcs, a amiyjia ¢ TUIAPUIOM IIMPKOHUS

OTCCKaJ1aChb OT CUCTCMBI.

600 - 450
| ——[aenenwe L
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500 -
1 ) L 300
450 /
@ 1 £
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< ] o
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PucyHok 2.2 — TunmaHasi KHHETHKA HAITyCKa BOJAOPOJIa B CHCTEMY

[Tocne Hamycka B cucteMy HEOOXOAMMOIO KOJIMYECTBA BOAOPO/1a UCIIBITHIBAEMbIN 00pazer
Harpesajics N0 TeMIlepaTypsl HaBopopoxuBaHus. llpm poctmxenun temneparypbsl 450-
500 °C u B 3aBUCHMOCTH OT 33JJaHHOTO JIaBJICHUsI HAUMHAJICS IMPOLECC MOTJIOUICHNUs BOAOPOAA
00pasIoM, 4TO COMPOBOXKIAIOCH MaJCHUEM JaBJeHHUS Tra3a B cucteme (pucyHok 2.3a). ITocre

JOCTHIXCHHUA SajlaHHOI\/’I KOHIOCHTpAalMK BOAOPOAA MPOU3BOAHUIIOCH OTKIIOYCHHUE HArpeBa Ic4u,
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YTO MPUBOMIIO K PACX0JaXKUBAaHUIO 00pa3la U MPEKPaIeHUIO MOTJIOLIEHNs BOJOPOa 00pa31ioM.
Ha pucynke 2.3 mpuBegeHO TuUnMYHOE Trpaduyeckoe  OTOOpaXeHHE  W3MEHEHHSA
KOHTPOJIMPYEMBIX ITApaMETPOB B IPOIIECCE HABOAOPOKUBAHUS IIMPKOHUEBOTO 00pasia.
YcraHoBka HaBoJgopokuBaHus Ne2 1o mpuHIUIY padoThl MmomoOHa yctaHOBKe Nel.
VYcranoBka Ne2 ocHallleHa TPeX30HHOW MEYbI0 C BO3MOXKHOCTBIO 00ECIEUeHHs] PaBHOMEPHOI'O
HACBHIIIEHUS] BOJAOPOAOM UIMHHOMEPHBIX 00pasuoB (1o 500 mm). IlpuHnmnmanbHas cxema
YCTaHOBKH IpuBeJieHa Ha pucyHke 2.4. Haceimenue o0pa3noB mmuoi 145+1 MM nmpoBoauioch
npu Ttemmeparype 520+10°C wu HawaneHOM Bakyyme 7,5%10° wmm.pr.ct. Comepxkanue

IorjiomaeMoro Boaopoaa OTCICKHUBAJIOCH 110 MMAACHUIO JaBJICHUS B pa60qel71 30HC YCTAaHOBKH.
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Pucynok 2.3 — TunmyHasi KHHETHKA H3MEHEHUS TeMITepaTypbl o0pasiia v JaBJICHH raza B
cucTteme BOJIM3M BPEMEHHOT0 OTpe3Ka Havalla MOTJIONIeHHs BoJjopoia oOpa3iom (a) u
KHHETHKA U3MEHEHUS TapaMeTPOB HCIIBITAHUS B MPOIECCE HABOAOPOKUBaHUS (0)
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AA — ancopbunonsslii annapat, CA — copOLIMOHHBIH annapaT, B — cuiabQpOHHBIN BEHTUIIb,
OK — snekTpoMarHUTHBIN BaKyyMHBIH KianaH, P — natuuk naBienusi, T — JaTYuK TeMIepaTypbl

Pucynok 2.4 — IpuHIMNIMampHas cXeMa HOBOM YCTaHOBKH HaBOJOPOKUBaHUs No2
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[Tocne mpomeaypsl HABOJOPOKMBAHUS BO BCeX 00pasiax MPOBOIWICS KOHTPOIb
COZIepKaHMsT BOJOPOJA IO TMPHBECY MAcChl JO W TIOCIE HABOJOPOKUBAHMS TPH ITOMOIIH
nJabopaTopHbIX aHamuTHueckux BecoB Shimadzu AUW320 ¢ tounocteto + 0,0001 .
OTKJIOHEHHE OT 3aJAHHOW KOHIIEHTpAIMM BOIOpoga B oOpasiax He mpesbimano 30 %

(pucyHok 2.5).
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-
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Coaep:kanue Boaopoaa (mo Macce), ppm

Pucynok 2.5 — Conocrasienue pacdyeTHOro (110 IPUBECY MACChl) M H3MEPEHHOTO Ha
ananuzarope LECO conepskanus Bogopoja B MpeABapUTEIHLHO HABOJIOPOKEHHBIX 00pa3iax

Jlaiee ¢ WCHONB30BaHMEM MPEIM3HMOHHOTO OTPE3HOro cTaHka Struers Accutom-5 c
NPUMEHCHHEM JIMCKa C ajJMa3HbIM HaNbUICHUEM IPOBOAMIIACH TOPE3Ka HABOJOPOKEHHBIX
naTpyOKOB Ha 0Opasifbl JUIsi BEICOKOTEMIICPATYPHBIX HCIBITAHUN U OMPEICICHUS COACPIKaHUS
BOJIOPOJIa COTJIACHO CXeMe, NpEeICTaBlIeHHONH Ha pucyHke 2.6. [loBepxHocTH pe3a

HaBOJOPOXKEHHBIX 00pa31l0B MOABEPTaINCh MEXAHUUECKOM 00paboTKe I yIaJIeHUs 3ayCEHIIEB.

MK

7123 a5 6|7 8|9 10/nul

| : T 1 T

B1 B1 B2 B3 B4
3511 mm 14511 mm

a) 6)

NN

Pucynok 2.6 — Cxema pa3pe3Kku HaBOJIOPOKEHHBIX NaTpyOKoB JiMHOM 35+1 (a) MM u 145+1 mm
(0) Ha o6pazusl BeicoTol 10+1 MM (NeNel-12) u 2,0+0,5 mm (B1-B4) muig ucneitanuii Ha
BBICOKOTEMIIEPATYPHOE OKHUCIEHUE U ONIPEJEIICHUS COIEpKaHusl OTJIOLIEHHOIO BOAOPOa
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2.5 BricokoTeMIiepaTypHble HCNIBITAHNUS B cpeie BOASIHOTO nmapa

BricokoTemiiepaTypHble  KOPPO3UOHHBIE HCIBITAHHUS OOpa3loB TPYO H3 IHMPKOHUEBBIX
CIUIABOB B HCXOJHOM COCTOSSHUM M IPEIBAPUTEIILHO HABOJOPOKEHHOM COCTOSHUAX IIpU
teMriepatypax B auanazoHe ot 800 no 1200 °C, emonssumcs B notoke 100 % BoasHOrOo nmapa
Ha ycraHoBkax Y127 (OAO «BTH») u JIOKA345 (AO «BHMMHM») B cOOTBETCTBUM C
npoueaypoir [136] m wmeromukoir MBWc345.000.020 — 2022 «Meroawka MpOBEICHUS
UCIBITAHUN Ha BBICOKOTEMIIEPATYPHOE OKHCIIEHHE B TMOTOKE BOJSHOTO Mapa OOpa3loB W3
UPKOHHEBBIX CILIaBOB» (cBUaeTeNbCTBO 00 arrecraimu Ne 01.00044/4555-2022). OcHoBHas
9acTh BBICOKOTEMIICPATYPHBIX MCIBITAHWIA HA HAYaJIbHOM dTale JaHHOW pa0oThl BBITIOJHEHA Ha
ycranoBke Y127. JlnuHa 0Opa3moB i BBICOKOTEMIIEPATYpPHBIX HCIBITAHWA COCTaBIIsUIA
32,0+0,5 mm mnu 10,0+0,5 mm. Ilepen mpoBeneHreM BBICOKOTEMIEPATYpPHBIX HCIIBITAHUI Bce
o0pa3ipl TpyO MOJBEprajivch MHOTOCTAIUIHONW OYHCTKE COTJIACHO MPOLEAype, ONMHCAaHHOH B
m.2.3.

Oco0EeHHOCTh IKCIIEPUMEHTAILHOM yCcTaHOBKU Y 127 3akiitodanack B 00€CII€UeHNUN 3aIMCH
Beca oOpasua c yactoroil 1 ' B xone skcniepumenta. [IpuHnunuanpHas cxema yctaHoBKku Y 127
Mpe/ICTaBJIeHa HA pUCYHKE 2.7a.

OKCTIIEpUMEHTAIBHBIN YYaCTOK YCTAaHOBKM HAXOJWTCS BHYTPH KBapIeBOH TPYOKH C
HapyXHbIM JUAMETPOM 25 MM M TOJIIMHON cTeHKU 1,5-2,0 MM M pacrosoxeH B 30HE, I'le
TeMIlepaTypa UMEeeT MaKCUMaJIbHOE 3HAYeHHE, TTOCTOSIHHOE T10 BBICOTE Meun. Temmeparypa napa
BHYTPHU IKCIIEPHUMEHTATBHOTO Yy4acTKa M3MEPSETCS C MOMOIIBI0 TEPMOMaphl TUIATUHOPOAUN -
rwiatuHa (tun TIIIT), ropsunii cnait KOTopoit HaxoAUTCS BOJIM3M BHYTPEHHEH CTEHKU KBapIeBOM
TpyOku Ha BbIcOTe 5-10 MM BbIIIE BEpXHEro Kpas MCIbITyeMoro oopasua. XOJOJHBIA crai
TepMOTIaphl TOMEIIIEH B JIE]T.

Jlns mpoBeneHusT UCHBITAaHUI oOpasell HajeBalics Ha TUIATUHOBYIO IMOJABECKY, KOTOpas
oOecrneunBaa BEpTUKAIbHYIO CTaOMIM3AIM0 00pa3iia U CBOOOJHBIA JOCTYN BOJASHOTO Mapa K
€ro BHYTpEHHEW MmoBepxHocTU. [Ipu MpoBeAEHUM HKCIEPUMEHTOB IMOJBECKa C 00pa3loM IMpHU
MOMOIIM TUTATHHOBOW TIPOBOJIOKH 3aKpeIisijach Ha MPOMEKYTOUYHOM TOJBECKE C 3allMTHBIM
JIMCKOM, COeIMHEHHOM ¢ 3ekTpoHHbiME Becamu Mettler Toled AS o + 0,0001 r. Baenawmii Buj
TpyO4aToro oOpasia, 3aKperaeHHOro Ha TUIATHHOBOW MOJIBECKE, MIPE/ICTaBJICH Ha pUCYHKe 2.70.

[TpuammmmansHas cxema ycraHoBku JIOKA345 mpencraBiena Ha pucynke 2.8.
Ocob6ennocthio ycTaHoBkHM JIOKA345 sBisiercss aBTOMaTHYECKHH KOHTPOJIb IEPEMEIICHUS
oOpa3siia, pa3MeIeHHOTro Ha TepMomnape miaTuHopoaui - mnatuHa (tun TIIIT), koTopas, B cBOIO
ouepeab, pa3MelleHAa Ha TMOJBWKHOM  MOTOpU3UpOBaHHOW  kapeTke. Ilepemerienue

Kap€TKH OCYIIECTBIIAJIOCh B ABTOMATHYECKOM PCEXKHUME C IIOMOUIBIO CIICHHAIIHU3WUPOBAHHOI'O
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nporpaMmMHOTO KoMmIuiekca ZircOx. Takum o0Opa3oM JOCTUTajgoch MOBTOPSEMOCTH CIIEHAPHS

OKCIICPUMCHTA.

> e E— SﬂeKTPOHHbIe BeCbl

—
Pt-PYRd— _\3aLI.lVITHbIl7I aKpaH

Tepmonapa .\
Keapueas
Tpyba
Meyb
MnaTtuHoBas
nogsecka
O6pasey
O6orpeBaemble
NpPOCTaBKU
[AuctunnuposaHHas
Bona Wcnaputensb
a) 0)

Pucynok 2.7 — [IpuHuunuanbpHas cxeMa ycTaHOBKU Y 127 (a) u BHemHui BU 00pasia HaleToro
Ha TUTATHHOBYIO MOABECKY (0)

Y3en reHepauuu napa Keapuesebiii TpyGonposoa

BMCMMLWW Tepwonapa /os,meu ;4 oo
N N =

u c6opa AaHHbIX

OuctunnuposaHHas BakanoyHas
Boga - BaHHa
T I - P
Meyb ANA co3paHua Meusb ans Cuctema ynpaeneHus n
neperpeToro BOAAHOro napa npoBeAeHUs TeCTOB Kon‘rponusnepememenm
obpasua
Becbl Ansa koHTponsa pacxoga pasu

AUCTUNNMPOBAHHON BOAbI

Pucynok 2.8 — IIpunuunuansasie cxembl ycTaHoBKU JIOKA345 1t mpoBeaeHus UCTIbITaHUH Ha
BBICOKOTEMIIEPATYPHOE OKUCIICHHE 00pa3IioB TPyO

B okcmepuMmeHTax mpomecc  OKHCISHUS HOCWI  JIBYXCTOPOHHHUH — XapakTep —
B3aMMOJICHCTBHIO C TEpPErpeThiM IMapoM IOJBEprajach Kak Hapy)KHas, TaKk W BHYTPEHHSSA
MOBEPXHOCTH TpyO4aroro odOpasia. CKOPOCTh MOTOKA Mapa MPHU UCIBITAHUAX HAa yCTaHOBKAax
V127 u JIOKA345 cocrasmsutu ot 1,5 10 5,5 mr/em?/c u ot 3,8 10 4,0 Mr/cM?/c, COOTBETCTBEHHO.

B o01eM BUE clieHApHi MPOBEICHUS SKCIIEPUMEHTOB 3aKITFOYANICS B CIICIYIONICM:

1) wmarpeB paboueii 30HBI ITE€YH 0 3aaHHON TEMITEPATYPHI;
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2) Boimepkka B TeucHue 300 ¢ B cpene BoasHoro mapa mpu T = (300+350) °C;

2) ObicTpoe mepemereHue oOpasma B pabouyio 30HY C JIUTEIBHOCTHIO HAarpeBa a0
TeMIeparypbl ucnsitanus He 6onee 150 c;

3) BBLIIEpIKKA C 3aJaHHBIM BPEMEHEM I10CJIE JOCTHKEHHS TpeOyeMOil TeMIepaTyphl;

4) oxnaxaeHue oopasia B motoke mapa g0 800 °C co ckopocthio He mMeHee 10 °C/c (mpu
TI/ICH > 800 OC);

5) 3akanka obpasiia B BOay (OMIIMOHATILHO).

[Io okoHYaHMM OSKCIEpUMEHTa O0pa3lbl IMOCIe OCTHIBAaHUS B3BEIIMBAIUCH Ha
AHAIUTUYECKUX Becax HJsl ONpEeNeNIeHUs YIEeNbHOro npuBeca. Ha oCHOBaHMHM MOJyYEHHBIX
3HaYeHUH YNENBbHOTO TpHBECa ONpeAessulach SKBHUBaJeHTHas creneHb okuciaeHnus ECR u

pacuerHas creneHb okucienuss ECR-CP cornacHo dpopmynam (2.2) u (2.3) [76, 136]:

ECR = 1,4879 - ==, % 2.2)

rac AM — IMPHUBEC MACChI 06pa3ua IIOCJIC OKUCJICHUA, MI',

S—- HCXOIHasd 1uIomaab IIOBEPXHOCTU 06pa3ua, CMZ.

10500

ECR—CP =N-A-602-¢l= 7). (05 , % (2.3)

rae N — koadduimeHT, 3aBUCIINA OT TUTIA OKUCIICHUS:
N = 2 — U1 ABYCTOPOHHETO OKUCIICHUS;
A — k0> DHIUEHT, 3aBUCAIINI OT FeOMETPHH 00pasia TpyoOsl, %o cM? Mrl;
A =0,75 — nns o6pasnos Tpy6 ¢ reomerpueit @ 9,1x7,73 mm;
A = 0,64 — st 06pa3ioB Tpyo ¢ reomerpueit @ 9,5%8,33 mm;
T — remniepatypa okucienus, K;

t — ITUTENBbHOCTD OKHCJICHH, C.

Ilocne omepanuu B3BEeIMBaHMA  OOpasllbl MOMEIIAIMCh B MHIWBUAYAIbHBINA
MOJMATUIICHOBBIN MaKeT U HaNpaBUIMCh Ha (oTorpadupoBaHue Hapy>KHOW MOBEPXHOCTU JUIA
OIICHKH COCTOSIHWSI OKCHIHOW TUIEHKHM W Jajee Ha pa3pe3Ky UIsl MPOBEICHUS TaTbHEHITNX
MEXaHUYECKUX UCTIBITAHUNA Ha THAMETPATHbHOE COKATHE U MUKPOCTPYKTYPHBIX HCCIICIOBAHUI.

Pazpeska oOpasuoB nociae BTO ocymiecTBisiach Ha MPEIM3MOHHOM OTPE3HOM CTaHKe
Struers Accutom-5 ¢ ucCHoJb30BaHHMEM CIEMUATBbHOW CTpyOUMHBI ¢ V-00pa3HON KaHaBKOM

MIEPIICHIUKYJISIPHO K IUIOCKOCTH pe3a, Kak MoKa3aHo Ha pucyHKe 2.9.
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Pucynok 2.9 — 3axxum oOpasiia B crielialibHON CTPYOIIMHE B OTPE3HOM craHke Accutom-5

Cxema pe3KH OKUCICHHBIX 00pa3uoB MiauMHOW 30 MM Ui MOCIHEAYIOIIUX MEXaHMYECKUX
UCTIBITaHNH TipuBeneHa Ha pucyHke 2.10. C ogHOTO M3 TOPILIOB OTpe3aeTcsi KOIbIO BbICOTOH 1,0
— 1,5 MM s ynanenust HanboJiee OKUCICHHOTO ydacTka oopasma. Kombra H1, H2 1 H3 (amuHON
8,0 £ 0,5 MM) mpeaHa3zHaueHbI Ui MexaHuueckux ucnbitanuid pu 20 u 135 °C, a ocraBuieecs

kosbllo «MET» — i1 Metanmnorpaduyeckux UccieJ0BaHui.

30 MM
< N
~ =z
1+2 MM
S e
P S
H1 H2 H3 |MET

>~

< rd rg rd
8,010,5 8,0+0,5 8,0+0,5

N
N

Pucynok 2.10 — CxeMa pe3ku OKHCIEHHBIX 00pa3IoB 000J0YEYHBIX TPYO JUIsI MEXaHHMUECKUX
VCTIBITAHUI

Ha nonyueHHbIX B X0/Ji€ 3KCliepuMeHTa Ha ycTaHoBKe Y 127 rpadukax mpuBeca Macchl OT
JUINTEJIbHOCTH OKUCIIEHUS IPOBOAMIIOCH OIpeJIeNIeHUE JUIUTEIbHOCTH MHKYOAllMOHHOTO NTepHoia
(tun) 1O pa3BUTHS JTHHEHHOTO OKHUCJICHHS KaK TOYKA MEPECEUCHUS JTMHEHHBIX YYaCTKOB 110 H

MOCJIE TIepeioMa B KHHETHUKE OKUCIICHHS (pUCYHOK 2.11).
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Pucynok 2.11 — Onpenenenue AuTeIbHOCTH 10 Pa3BUTHS IMHEWHOTO OKUCICHUS

2.6 MUKpOCTpPYKTYpHbIe HccliefoBaHus 00pa3uoB nocie BTO

2.6.1 MetamnorpaduyecKkre HCCIIeI0BAHUS

Ot kaxgoro Tpybuaroro oOpasma Ha OTpe3HOM cTaHke Struers Accutom-5 c¢
IPUMEHEHHEM CTaJIbHOIO IMCKa C aJIMa3HbIM HalbUIEHUEM OTPE3aJI0Ch KOJIbIIO BBICOTOH 3-5 MM,
KOTOpOE Jlajiee 3aIMBaJIOCh B XOJIOIHYIO SMOKCHIHON CMOJION B IIMIIMHIPUYECKYIO TUIACTHKOBYIO
dbopmouky muamerpom 30 MM CO CheMHBIM JIOHBIMIKOM. Jlamee mociie 3aTBepAeBaHUS CMOJIBI
npoOomoAroToBka  IIIMGOB  MpOBOAMIAacK Ha  cranke  legraPol-15,  ocHameHHOTO
aBTOMaTMYECKUMM TpucTaBkamu TegraForce-1 u TegraDoser-5. Ilpouecc mnepenoaroToBKu
3aKJIOYaliCsl B IOCIENOBATEIbHBIX ONepauusx HUIMpoBaHUS Ha aOpa3uMBHBIX ILIKypKax H
QIMa3HBIX CYCIIEH3USAX C YMEHbBIIEHHEM pa3Mmepa aOpa3uBHOro Marepuana. QOUHHIIHAS
orepanys TOJIMPOBKH IMPOBOAMIACH HAa KOJUIOWIHON cycreH3nn okcuia kpemams OP-S ¢
pa3smepoM abpa3uBHBIX yacTull He 6osee 0,05 MKM.

[IpumeneHue BhIIeyKa3aHHON MPOLEAYPHI B OOJBIINHCTBE CIIyYaeB MO3BOJISIIO MOIYUUTh
MHUKPOCTPYKTYpPY C YETKMMHU TPaHULIAMH pa3zena JU(PQPy3MOHHBIX CIIOEB OKCHJA, MOJAOKUCHOTO
cioss u BkmodeHud o-Zr(O) B cmoe «ex-P». Jlns Ooiee KOHTPACTHOTO BBISBICHHS
MHUKPOCTPYKTYpHI 00pasioB mnocie ucnbitanuii mpu 800-900 °C onmmoHaIbHO UCIIONB30BaNaCh
orepanys NOJIMPOBAaHUS C MpPHUMEHEHHEeM KoyulouaHoil cycnensun OP-S  monkucienHon
cnenyrommmM pactBopom: Ha 500 M Boasl mobasismock 10-15 kamens cmecu 50 ma HNOs +

50 mu HF.
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Mertamiorpaguueckie  UCCIEAOBAaHWS  BHIMOJHSJINCH C  MOMOIIBIO  ONTHYECKOTO
MuKpockomna Leica, nazepHoro koHdpokaipHoro mukpockomna LEXT OLS4000 u nporpammsl miist
aHaym3a n3oopakeHuit AxioVision 4.8.2. M3MepeHue TONIINH CIO€B OKCUIHOW TUICHKH U CJIOS
a-Zr(0O) u “ex-p’-cios B OKHCIEHHBIX 00pa3lax MPOBOAMIOCH, Ha MeTaorpaduyecKux
nudax B 4eThIPEX IMOJIAX 3pCHHS uepe3 Kaxiabie 90° B MONEpevHOM HampaBIeHUU (PUCYHOK
2.12a).

Ha xaxxnoM mosne 3peHHs HM3MEpEeHHE CJIO0EB MPOBOIMIOCH BIONb JECATH PaaHaIbHBIX
HarpasieHu# (pucyHok 2.120). [lns u3MepeHus TOMIIMHBI OKCHIHOW IJICHKH Ha TIOBEPXHOCTH
OKHCIICHHOTO 00pa3iia OINIMOHAIBHO HCIOJIB30BAJCS JIa3epHBbIH KOH(OKAIBHBIA MHKPOCKOI
LEXT OLS4000 (pucyHok 2.12B) B ciiyyae «3aBaJMBaHUS» HAPY)KHOTO Kpas OKCHAA HpU

W3TOTOBJICHHH MeTajutorpaguaeckoro nunda.

N\ 9%

—_
V.
N\ /|

R

,,
{

N

a) 0)

Pucynok 2.12 - Baemnuii Bua Metamutorpapuieckoro nummda B monepeyHoM HapaBIeHUH (a) U
cXeMa U3MEPEHUS B IMOMEPEYHOM CEYCHUH TOJIIUH CII0eB OKCHUIHOM tuieHKH U a-Zr(O) (6)

N3mepenne MHKPOTBEPIOCTH IO TOJIIUHE CTEHKH OKUCIICHHBIX 00pa3IOB MPOBOIMIOCH
Ha MeTtaworpaguueckux numdax uepe3 Kaxzaple 90° B MONMepeyHOM HamMpaBlIeHUH Ha
mukpoTBepaomepe EmcoTest Durascan-70. [lomonHUTENBHO H3MeEpsAiIach MHKPOTBEPAOCTh B
«exX-B» cnoe. [Ipu maACHTHPOBaHNK HUCTIOIB30BaNuCh Harpy3ku 50 u 100 r (HV0,05 u HVO,1).
Jnst moctpoeHust mpodwiist pacupefeNeHrss 3HaYeHUH MUKPOTBEPJIOCTH MO TOJNIIUHE CTEHKU
MOJIOKEHWE TOYeK WHIACHTUPOBAHMS (PACCTOSHHWE OT TPAHUIBI paslielna «OKCHI-METaJD)
OTIPEIeNIATIOCh ¢ TOMOIIbI0 onThdeckoro mukpockona LEICA wu mporpammbl s aHanmmsa

n3o0pakenuit AxioVision 4.8.2 (pucynok 2.13).
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a) TUIIMYHAS «IOPOXKKa» OTIEYATKOB 0) oTHeuaTKu HHICHTOpA B «eX-B» cioe
UHJIEHTOPA 10 TOJIIMHE CTEHKU o0pa3iua

Pucynok 2.13 — M300pakeHust OTIEYaTKOB HHICHTOPA MOJTYYSHHBIX C TOMOIIBIO
MuKpoTBepaomepa EmcoTest Durascan-70 na meramiorpadguyeckom mnude

2.6.2 HccnenoBanue CTPYKTypHO'(baSOBOl"O COCTOsSAHHNA OKCUIHBIX ITJICHOK

CrpykTypHO-(ha30BO€ COCTOSIHME OKCUAHBIX IJICHOK, 00pa30BaHHBIX Ha TpyOax M3 CIuIaBa
ZrINb mocae BTO mpu 1000 °C, wucciieoBanioch METOAOM TPAHCMHCCHOHHOW 3JIEKTPOHHOU
mukpockornuu (TOM) ¢ mpuMeHeHHEM peHTreHOCHeKTpaibHOro Mukpoananusa (PMA). Jlns
TaKUX MCCIEIOBAHUNH MCIIONB30BANICH 3MEeKTpoHHBIH Mukpockon JEOL JEM-2000FXII ¢
yckopsoomuM HanpsbkeHueMm 10 200 kB v sHeproaucnepcuoHHbI PEHTT€HOCTIEKTPaIbHBIN
mukpoanamuzatop EDAX GENESIS 200.

JUis mpuUroToBiIeHUsT TOHKMX (OJBI M3 OKCHJHBIX IJICHOK Ha BHEIIHEH MOBEPXHOCTH
000J104euHBIX TPyO, OBUIM BBIPE3aHbI CETMEHTHI TPyO, KOTOpBIE B JalbHEHIIEM I0/IBEPraliCh
YTOHEHUIO C BHYTPEHHEHN CTOPOHBI TPYO.

Ha HayanpHOM cTaguu NOPOBOAMIM MEXaHUYECKOE LUIM(POBAHME M MOJUPOBAHUE
BHYTPEHHEH CTOPOHBI CErMEHTa OOOJOYKM C YAAJeHHEM BHYTPEHHEro CIlos OKCHAa [0
HOSBICHUS TJIOCKOM IOBEPXHOCTH MeTa/ula (Ha BHENIHEH NOBEPXHOCTH CETrMEHTa IUIeHKa
coxpaHnsiace). [locie 3TOro cerMeHT TpyObl MOABEPraid XUMUYECKOMY TPABICHHUIO B PEaKTHBE
cocraBa 30 % H2SO4 + 30 % HNOs + 30 % H20 + 10 % HF go MMHMMAalIbHO BO3MOXHOMH
toauHbI ~ (100 — 200) MKM, coXpaHsisi TONIEPEYHbIe pa3Mephl 3ar0TOBKH (PUCYHOK 2.14).

Hanee na ycranoBke TenuPol-5 myTem onHOCTOpOHHEH (CO CTOPOHBI METaljIa) CTPYHHOM
AJIEKTPOJIMTUYECKONW TONUpoBKH B pactBope coctaBa 85% CH3COOH u 15% HCIOs mpu
HanpsokeHuu 10 B u temmepatype = 15 °C, crpaBnuBamu Mmetaul (B 00JAacTH JHaMETPOM

0 ~1,5MM). DKCIEpUMEHTAIbHO OMNPEAEINB CKOPOCTh YTOHEHHMsS Marepuaia, U H3MEpHUB
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TOJIIIMHY 00pa3lia, OCTaHABIMBAIM IPOLECC 3IEKTPOJUTHUYECKON IOJIMPOBKU, HE JOXOHASA 10
OKCHJIHOTO CJI0s1 JIs IPEAOTBPALLEHUs [IOBPEKIACHUS OKCUIHOM IUICHKU CTPYeEH diIeKTpoauTa. B
pe3yibTaTe MPOJEIaHHBIX ONEpalUii POUCXOIUIO 00pa30BaHKUE JIYHKU B METAJLIE CO CTOPOHBI

BHYTpPEHHEH MOBEPXHOCTH.

100 = 200 MEM

MexXaHH4YeCKoe
magoBanne

NOoJITHPpOBaHHE,
TpaB/JIe€HHE

Pucynoxk 2.14 — Beipe3zanue, MexaHHuecKoe NUTH(OBaHKE, TOJUPOBAHUE U TPABIICHUE CETMEHTOB
TpyO 110 MOSABIICHUS TIAJAKON MOBEPXHOCTH METaJlJIa HA BHYTPEHHEH MOBEPXHOCTH 00pasiia

[Tocine Takol mpeaBapUTEILHOW 3JIEKTPOJUTHUYECKON IOJMPOBKU o0Opasel C JIyHKOH
MOJBEprajid XMMUYECKOMY TpaBiieHHI0. Kpasi oOpa3na BOKpYT JyHKH MOKPBIBAJIM CIOEM JIaKa,
mociae 4Yero oOpasell TpaBWIM B KOHIECHTPHPOBAHHOM pPACTBOPE IIJIABHKOBON KHCIOTHI
Ileproanueckn HaHOCS HOBBIE CIIOM JIaKa, CTPaBIMBAJINA BECh METAI B JIyHKE 0 MOSBIICHUS
OKCHJIHOW IJIEHKH, CBOOOJIHOW OT MeTamia. B pe3ynbraTre Takoro yToHEHMs, BOKPYT ydacTKa
OKCHJTHOW TUIEHKH OCTA€TCsl MPOYHBIN 000J0K M3 METalljia, 4TO SBISETCS HEOOXOIUMBIM TPH
paboTe ¢ 3IEKTPOHHO-MUKPOCKOMMUECKUMHU 00BEKTaMU, MOJIYUYEHHBIMU B BUAE TOHKUX (POJIBT U3
XPYIIKOTO OKCHJIA.

Ha 3axmountensHON CcTaguu MPOBOJWIM HOHHOE YTOHEHHE OOpa3loB B YCTaHOBKE
«FISCHIONE model 1010 Ion Mill» ¢ ucnonszoBanuem noHoB Ar+. Y ckopsitoriee HanpsbkeHue,
1oJaBaeMoe Ha KKIYI0 U3 JIByX ITyIIeK, ObUTO paBHBIM 6 KB, 3HaueHHME TOKa COCTABISIIO 6 MA.
VYron HakJIoHa 00pa3lia OTHOCUTEIBHO MOHHBIX ITyYKOB (YIroJI CKOJIbKEHMS) yCTaHABIMBAJICS B
3aBHCHUMOCTH OT TOJILIMHBI 00pa3iia (WK TIIyOHHbI IyHKH) M COCTaBisuI oT 15° o 20°.

OO0pa3upbl OKCUIHBIX IUIEHOK ISl 3JIEKTPOHHO-MHKPOCKOIMYECKUX MCCIET0BAaHUN OBLIN
MOJATrOTOBJIEHBI B CPEIHEHN MO TOJIIWHE YAaCTU OKCHUJIHOW TUIEHKH Ha paccTOsTHUU 5-20 MKM OT

T'paHUIIbI pa3aciia «METaJIII-OKCHUD» B 3daBUCUMOCTH OT HCXOJIHOM TOJIIMHBI OKCUIHOM IJICHKU.

2.7 OnpenesieHne 0CTATOYHOMN MJIACTUYHOCTH

UcnbiTanuss Ha JguaMeTpalibHOE CKATHE MPOBOJMIINCH HA YHUBEPCAIBHOM CEpBO-

aneKTpoHHOM ucneltarenbHoi cucteMsl INSTRON tuma 8800 monens 8861 ¢ oTHOCUTENBHON
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norpemHocTbio  u3mepenus ycumus 0,5 % (cBugerensctBo 0 moBepke NeC-MA/28-09-
2023/282220430) cormacHo arrecroBaHHOW Meromuke M345.000.005-2014 «Mertoauka
OTIpeNIeJICHUs] OCTATOYHOW IUIACTHYHOCTH TPH HCHBITAHMM Ha CXaTthe o0pasloB Iocie
BBICOKOTEMIIEPATYPHOTO OKHCIICHH» (CBUIETENBCTBA 00 arTectanuu MeToauku Ne3027-2015 u
Ne 01.00044/4554-2022), kimro4eBbie MapaMeTpbl KOTOPOH COBMAgar0T ¢ MeToaukoi [136].
Hcnonk3yeMbie MPU UCTIBITAHUSX HA CXKATHE NAaTYMK U3MEPCHHs HATPY3KH, JaTYUK U3MEPEHUS
MEepPEeMEeNICHUs] W KOHTPOJIbHBIE TEPMOIAphl Ha TEPUOJ TPOBEACHHS WCIBITAHUNA WMEIN
COOTBETCTBYIOITHE cepTuduKkarsl o kannopoBke DBY «Pocrtect — MockBay.

Buemnuii By yHuBepcaibHOW paspbiBHOM MamuHbl INSTRON 8861 pacnosnoxenue
oOpa3ila Ha HWKHEM IUIOCKOM IyaHcoHe B kimmarndeckoir kamepe INSTRON 3119-408
npencraBieHo Ha pucynke 2.15. IlpemensHOe  OTKIIOHGHHWE TEMIIEPATypbl  BHYTPHU
KIIUMaTH4eCKOM Kamepbl He mpeBbimano + 2°C. Jlnd npoBeaeHUS HCHOBITAaHUM Ha
TUaMeTpaibHOe CKaThe UCoIb30Banock mporpammuoe obecrieuernrie INSTRON BlueHill 2.

Pacnonoxenne obpasia B OCHaCTKE Ha C)KaTHe ToKa3aHo Ha pucyHke 2.15 (6, B). Cxxatue
MPOBOAMIIOCH Ha oOpaszmax jumHoH (8,0 £ 0,5) MM B HampaBJICHUW TEPICHIUKYISIPHOM OCH
cummeTpun obpasna. CKOpocTh MepeMelIeHUs] MyaHCOHa ObUla TMOCTOSHHOM M COCTaBIsia
0,55 mm/mMuH wiu 1,0 mm/muH. UcnbitTanus npoBoawiuck npu Temmepatypax 20 u 135 °C,
CTaOMIILHOCTh WX TOJJCPXKAHHUSA B KIMMATHYCCKOH Kamepe Ha MPOTSHKEHUH BCErO WCIBITAHUS
coctassieT + 0,5 °C, coryiacHO MPOTOKOJY aTTECTALlUH.

W3 monyuyeHHBIX B XOJ€ MEXaHWYECKHX HWCIBITAaHUA AuarpamMMm JaehopMupoBaHUS
OTPEICTSUTUCh  3HAYEHUs] OCTATOYHOW IUIACTHMYHOCTH (€;) KaK OTHONICHHE OCTATOYHOIO
CMEIEHUST K MCXOJHOMY Hapy)XHOMY AMaMeTpy oOpaslia Ha MOMEHT 00pa3oBaHUs CKBO3HOU
TpemuHbl. Ha ocHOBaHWM aHamM3a guarpamMm Je(OpMHpPOBAHHS, BH3yaJbHOTO OCMOTpa
00pa3loB U MHUKPOCTPYKTYPHBIX HCCIEAOBAaHUN YCTAaHOBJIEHO, YTO MOMEHT 0O0Opa3oBaHUs
CKBO3HOM TPEIIMHBI IPOUCXOANUT MTPH MTHOBEHHOM Ta/ICHUU HArpy3Ku Ha ypoBeHb Oomnee 20 %.

TunuaHele AuarpaMMbl 1eOPMUPOBAHUS W TUIUYHBIN BHENIHWA BU7 OOPa3IOB IMOCIE
UCTIIBITAHUH TpeACTaBlIeHbl Ha pucyHke 2.16. Ha HekoTOpwIx muarpammax jaeGopMupoOBaHUS
(pucyHok 2.16a) OTCYTCTBOBAJI Y4YacTOK C PE3KUM TMAJCHHEM Harpys3Kkd, KOTOPBIH
CBUJICTENLCTBYET O BO3HUKHOBEHHWH CKBO3HOW TpPEIIMHBI, BCIEJACTBHE 4YEro 3HAuYeHUE

OCTaTOYHOH IIACTHYHOCTH OLCHUBAJIOCh HAa MOMCHT Ha4Yajla MOHOTOHHOI'O CHUKCHH HAI'PY3KH.
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lMpunoxeHue
Haz2py3Ku

Pucynox 2.15 — Bremnuii Buj ynusepcaibHoi pa3preiBHOI ManHbl INSTRON 8861 (a) u
pacrionoxenue oopasia B knmumarndeckoit kamepe INSTRON 3119-408 mpu nmpoBeaenuun
UCTIBITAaHUN Ha JMaMeTpajbHoe cxarue (0)

800

¢oﬁpa3013a}me CKBO3HOM TPEITHHEL
700

Hagamno oﬁpmonaﬂ}m

600 f /-\ CKBO3HOI TPEIIHHBI

A

= 500 ’ . = |
§4OO ”/ NA oBpasopanHe \ | d
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& 300 /. . TPEIIHHE! HE \ 6) B)
g ] [ JAY Un TIPOH3OLLIO \
e, =
200 + H
| Yo !
100 t
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O 1 I T T T T T T 4
0 1 2 3 4 5 6 7
Ilepememnenue, MM ]
a) r)

Pucynok 2.16 — Tunuunsle auarpammsl geopMupoBaHus (a) U TUIIMYHBIN BHEIIHUN BU]T
neGopMHUpPOBaHHBIX 00PA3IOB C Pa3IMYHBIMU TUIIAMH Pa3pyIICHUS: CKBO3HAS TpEUIHA Ha «12
gacoB» (0), 6e3 CKBO3HBIX TPEUIMH (B), pa3pyleHne Ha GparMeHTsI (T)

2.8 U3mepenue coep:kaHusi BOA0OPOaAA

CogepxaHre MaccOBBIX JIOJied BoJOopoAa B oOpasliax TMocjae HaBOJOPOKUBAHHS U
BBICOKOTEMIIEPATYPHBIX KOPPO3UOHHBIX HCHBITAHUN OMpPENeNsioch METOIOM HHMpakpacHOM
abcopbuuu Ha mpubope LECO cepun TCH-600 cormacuno merogmke MBU Ne 58/307-2012
«Metoanka BBIITOJTHEH TS M3MEpEHU MAaCCOBEIX noieu BOJIOpOJIA METOJIOM
BOCCTAaHOBUTEIHHOTO TuiaBiieHus Ha aHanu3atope TCH-600 dupmer LECO» (cBumerenscTBa 00

arrectarun Metoguku Ne01.00044/3920-2019 u Ne 01.00044/4545-2022).
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Jns kaxaoro M3MEpeHus Ha aHajau3aTope TroTOBWIIAch HaBecka Maccou 100-120 mr. B
Ka4eCcTBE HABECKU HCIIOJIb30BAIOCH MPEIBAPUTEIILHO BBIPE3aHHOE KOJIBIIO BHICOTON 2 MM, JINOO
UCTIOJIB30BATHCH (parMeHThl 00pa3la ¢ COXpaHMBLICHCS HApy>KHOW M BHYTPEHHEH OKCHUIHOMN
IUICHKOW TI0CJ€ BBICOKOTEMIIEPATYPHOTO OKHUCICHHMS U IOCIEAYIOIIUX MEXaHMYECKHX
UCTIBITAHUN Ha JuameTpaibHoe cxartue. [lepen nmpoBeneHueM u3MepeHHuit o0paslbl TIATEIbHO
IIPOMBIBAJIM B CIUPTE JJIS yJNAJIEHUsS] BO3MOXKHBIX 3arpsA3HEHMM, CBSI3aHHBIX C MPEAbLAYLIUMU
OTepalrsIMHU Pe3KH U MAHUMYJSIHUSIMU ¢ parMeHTaMH pa3pyleHHOro oopasua.

JUis Kax10ro McCiaeOBaHHOrO oOpasla MpPOBOAWIOCH HE MEHee ABYX MapajulelbHbIX
aHann30B. OTHOCHUTENbHAs MOIPEHIHOCTh HM3MEPEHMsT MacCOBBIX JOJEH BOAOpoJa B
UCCIIeIOBaHHBIX 00pa3nax cocrasisuia + 14 % ans nuanasona ot 100 xo 2500 ppm u + 31 % s

nuana3ona ot 10 1o 100 ppm.

2.9 BeiBoabI o riaase 2

1. B xadecTBe MaTepHaiOB UCCIIEIOBAHUN HCIIOJIB30BaHbI 00Pa3Ibl TOHKOCTEHHBIX TPYO ¢
BHEIHUM auamerpoM 9,1 u 9,5 MM u TommuHok crenku 0,58 u 0,68 MM u3 cmaBa Zr-1%Nb
pasiMYHbIX MOAM(UKALMI MO MIMXTOBOMY MU JIETUPYIOIIEMY COCTaBy U Pa3sHOBUIAHOCTU
NPUMEHSIEMOT0 LUPKOHUS, a Takke u3 cruaBa Zircaloy-4 3apyOexHoro mpousBojactsa. [lpu
u3rotopiicHnu TpyO w3 craBa Zr-1%Nb B kadecTBe HIMXTOBOH OCHOBBI HCIOJIB30BAJICS
ANIEKTPOJIUTUYECKUN, HOMUAHBIM M TyOuaTblii LUPKOHUN B pa3iMYHBIX KOMOMHAIMAX U
IPOLCHTHBIX COJEPKaHUAX. MHKPOCTPYKTypa HCCIeIOBaHHBIX TpyO u3 cmiaBa Zr-1%Nb
HE3aBUCHMO OT €T0 IIMXTOBOH OCHOBBI XapaKTEPHU30BAIACh CPEHUM Pa3MepoM 3epHa 3-4 MKM U
CpeIHUM pa3MepoM BbieeHuil yactull Bropo ¢assl (B-Nb) 45-50 um. B crpykType TpyO 13
cmwiaBa Zr-1%NDb ¢ conepxxannem Fe 6omnee 0,03 % macc. 3apuKCHpOBaHO MPHUCYTCTBUE YACTHIL
¢a3sl JIaBeca coctaBa Zr(Nb,Fe)2 pasmepom 10 120 HMm.

2. JIns Hay4HOH OOOCHOBAaHHOCTH, JIOCTOBEPHOCTH M COTJIACOBAHHOCTH TOJTYYaeMBIX
pe3yIbTaTOB HACTOSIIEH pabOTHl MPUMEHEHBI COBPEMEHHBIE METOJBI HCCIICAOBAaHUM, B TOM
qucie: MPOCBEYUBAIOIIAs SJIEKTPOHHAS MHUKPOCKOIIUS; MCIIBITAHUS Ha JUaMETpalibHOE CyKaTHe
JUIS OLIEHKHM CTENEeHM OXPYyHMUMBaHUS 00pa3loB IUPKOHHEBBIX TpyO mocine BTO; razodasnoe
HABOJIOPOXKMBAHME JUTSI CO3JIAHHsI 00Pa3IloB C COAEpKaHMEM BOJOpoJa B auama3one ot 60 mo
800 ppm; wuHppakpacHas aOcopOmMsi JUIS KOHTPOJIS IpoIlecca HABOJOPOXKWUBAHUS U
OTpeieNIeHnsl MacCOBBIX Jl0Jel Bogopoaa B oOpasuax nocie BTO. HccnenoBanus mpoBeaeHbl
Ha TIOBEPEHHOM OOOpYIOBaHMM U C UCIOJb30BAaHUEM METPOJIOTUYECKH AaTTECTOBAHHBIX

METOOHK.
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I'naBa 3. Pa3Burtue n Bepupukanus MeTOAUKH BHICOKOTEMIIEPATYPHOI0 OKUCJICHUS

3.1 PazButHe Metoauku BTO 06pa3noB HupKoHUEBbIX 000J1049eK

B xone skcniepumenToB npu Temneparype 1200 °C na obpasnax mpmaon 30 MM U3 cIijiaBa
ZriNb(ont) ¢ moctmxenuem crernenert okucienus ot 10 go 20 % ECR-CP Obutd mosy4eHsl
pe3yNIbTaThI, XapaKTEePHU3YIOIHEcss OOIBIIUM pa3dopocoM MO OCTATOYHON TUIACTUYHOCTH, YTO TIO
JTAHHBIM TyOJIMKAIUK CYIIECTBEHHO OTIMYAIIOCHh OT MOBEICHHS JIPYTUX IMUPKOHUEBBIX CILJIABOB
(pucynok 3.1a) [76, 137]. Pa3bpoc B 3HaUEHUAX OCTATOYHOM IJIACTUYHOCTH OKa3ajcCsi CBs3aH C
BBICOKMM YPOBHEM IIOTJIOIIEHHOTO BOJOPOJA, YTO TaK K€ SIBHO OTJIMYAIOCH OT PE3YJIHTaTOB
IKCIIEPUMEHTOB Jpyrux jaboparopuii Ha crutaBax Zircaloy-4, ZIRLO u M5 (pucynok 3.10).
[Ipu 3TOM, B 9KCIIEpUMEHTAX, BHIIIOJHEHHBIX aBTOPOM paHee Ha oOpasiiax u3 ciutaBa Zircaloy-4
(Zry-4S) nnunoit 18-20 MM mauHblid 3(dekr He Habmomaucsa. [lomoOHas KapTHHA Takxke

OTCYTCTBOBaJIa Iipu Temneparypax okuciienus 1100 °C u Huxe.

100 10000
@ ZrINb(onT) ¢ ZrINb(onr)
)g A Z1y-4S A Zry-48
s O A 7%1‘(‘510)’-4 (ANL) A Zircaloy-4 (ANL)
p [m] Zu‘calo}’-‘l (KFKI) E O Zircaloy-4 (KFKI)
d O Zitlo (ANL) E 1000 { o Zirlo(ANL)
g O X M5 (ANL) o X M5 (ANL)
= 10 = )
g g —— C(H) = 40 ppm
M
E X ® i 100 *
= O X =
g 0 X0 ® E & X
:. 4 *
2 * B A'p g *a0
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& 8 & <
. [m]
L 4
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0.1 : —® w y ' 1 - —&— & =

= : y y y
0 24 28 0 4 8 12 16 20 24 28
PacuerHas crenenb okucaenns (ECR-CP), %

a) 0)

Pucynok 3.1 — OcraTouHast IiacTUYHOCTH 00pa31oB TpyO u3 ciuiaBa Zr I Nb(onT) Ha ocHOBE
ryoxu nocine okucienus npu 1200 °C B ucnbiTaHusx Ha cxatue npu temneparype 20 °C (a) u
coJiepKaHue TIOTJIONIEHHOTO BoJIopoa (0) B CpaBHEHUU C TAHHBIMHU JIJIs CTUIaBOB Zircaloy-4,
ZIRLO u M5

Pacuernan crenens oxknciaenns (ECR-CP), %

YcraHoBineHO, 4TO B mpeAenax ofHoro ooOpasma (mo amuHe 30 MM) CYIIECTBEHHOE
pa3ianyure B OCTaTOYHOW IIACTUYHOCTHU NPOSBISUIOCH YXKE Ha CTaJMU HArpeBa 10 TeMIIepaTypbl
1200 °C (nnmuTenbHOCTh U30TEPMUYECKOT0 OKHUCIEHHsS - 0 CeKyH.), mpuueM 3TOT 3P¢eKT He
3aBUCEN OT cocraBa cruiaBa (pucynku 3.2 u 3.3). HwxkHss gacte oOpasiia, KOTopasi BCTyIajia
IepBOil BO B3aMMOJIEHCTBHE C MApOBOW Cpenoi, mMmena HauOONBIIMN YPOBEHb OCTATOYHOM
wiactuuHocTH. CpeaHss yacTh o0pasiia Mo ABeprajiach HanOoJIbIIEMY HaBOJOPOKUBAHUIO U, KaK

CJIEJICTBUE, UMEJIa MUHUMAJIbHBIN ypOBEHb OCTATOYHOM MJIAaCTUYHOCTU. BepxHss yacth oOpasua
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XapaKTepu30Balach MPOMEKYTOUYHBIM COCTOSIHUEM 10 COAEPKAHUIO MOTJIONIEHHOTO BOJOPOIa U

YPOBHIO OCTaTOYHOW TUIACTHYHOCTH (pUCYHKH 3.2, 3.3).
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Pucynok 3.2 — Cxema pacmosioxenus: oopasuos muHoi 30 MM u3 criaBoB Zr1Nb(onr) u
Zircaloy-4 npu UCTIIBITAHUSIX HA BBICOKOTEMIIEPATypHOE OKUCIICHHUE B CPEZIC BOJSTHOTO Mapa MpH
1200 °C B Teuenue 0 cex, 1 UX pa3pe3Ka C MOCIEAYIOIUMHY UCIIBITAHUAMYI Ha TUaMETPaIbHOE
cxarue npu 20 °C

UccnenoBanusi mokasaid, 4To Jake B MpeAenax OJHOTO KOJbI[EBOro oOpasia s
MEXaHWYECKUX HWCIBITAHUH OTMEUaeTCsl pa3jIMdue B COJCPYKAHUHM BOAOPOJA IO €ro JUIMHE B
7-8 mMm. B 30He Oojee BBICOKOTO COJepXaHUs BOAOpoaa Mpu AehOpMHPOBaHUHM 00pasia

(UKCUPOBATIOCH Pa3BUTHE TPEIIMH HA BCIO TOJIIMHY CTEHKU (PUCYHOK 3.3).
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CKBO3Has dparMeHThl 0bpasLa

991H1 TpeLmHa 99112
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Pucynok 3.3 — Cxemsl ipo60ooTO0Opa pparmMeHToB 00pasnos Tpyo u3 ciutaso ZrlNb(omnr) (a) u
Zircaloy-4 (6) nocne BeicokoTemmneparyproro okucienus mpu 1200 °C B Teuenue 0 ceKyHa U
MOCJIETYIOINX MEXaHMUYECKUX UCTIBITAHUN Ha JuameTpaibHoe cxarue nmpu 20 °C nms
OIpPEEIIEHUs COAEPKAHMUS TIOTVIOIEHHOTO BOIOPOAa

C yBenuyeHueM IIUTENbHOCTH oOkuciaeHus 1o 300 cekyHJ pa3Opoc W pasnuuue B
COJIepKaHWU BOAOPOJAA U YPOBHE OCTaTOYHOHM IIACTUYHOCTHU IO JJIMHE 00paslia 3HAYUTEIHHO
CHU3UJINCH, HO BCE e ObUIM 3aMETHBIMH (CM. pUCYHOK 3.4 a u 0).

Ha ocHOBaHMM TOJYyYEHHBIX pPE3YyJbTATOB CHIENaH BHIBOJ O HEJIOCTATKE KOJIMYECTBA
napoBOi cpelibl, MOABOAMMOI K MOBEpXHOCTH oOpasia anuHoM 30 MM Ha HadalbHOHM cTanuu
okucneHus. CKOpOCTh MOTOKA Mapa B HKCHEPUMEHTaxX MpH TeMIiepaTypax B auanazoHe ot 800
10 1200 °C cocransana 1,3+1,7 Mr/cm?/c, 4TO COOTBETCTBOBATIO PEKOMEHIOBAHHOMY JHAMA30HY
ot 0,8 10 30 mMr/cm?/c [136] n ObII0 HEOOXOIUMO TSI TPOBEICHUS UCTIBITAHUH C JTUTEITLHOCTHIO

10 40000 c.
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AHanu3 JUTEpaTYpHBIX [MAHHBIX II0Ka3aJ, YTO IOAOOHOE IOBEACHHE ITMPKOHUEBBIX
obpasioB u3 cmaBoB ZrINb u Zircaloy-4 morio mMMmerh MeCTO B JKCIEPUMEHTaX APYTHX
nabopatopuii [89, 93], 0 ueM CBUAETENBCTBYET MOBBILICHHOE CO/IepKaHue Bogopoa 10 2200 ppm
M CYIIECTBEHHBIH pa30poc B 3HAYCHUSX OCTATOYHOW IUIACTMYHOCTH BIUIOTH JO HYJIEBBIX
3HAYEHUH.

VYBenuueHne B dKCHEPHMEHTaX CKOPOCTH MOTOKa mapa 10 5,0-6,5 mr/cm?/c (mOTOK mapa
80-100 r/4) mpuBenO K OTCYTCTBHIO MHTEHCHMBHOTO HAaBOJOPOKMBAHHS Ha CTAaJIUU HArpeBa Jo
temriepatypbl okuciienus 1200 °C (pucyHok 3.46). OgHako, Ipy 3TOM MPOSBUJIOCH CHUIKEHUE

CKOPOCTH OKHCIICHHS U MOBBILIEHUE YPOBHS OCTATOYHOMN IIACTUYHOCTH (PUCYHOK 3.5).
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Pucynok 3.4 — [lnarpamMmsl neopmupoBanus 00pasioB u3 cruiaBa ZriNb(onr) mocne
okucnenus B mape npu 1200 °C B Teuenue O ¢ (a, B) u 300 c (0, T) mpu motoke mapa 23 /4 (a, 0)
1 93 r/4 (B, T)
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Pucynok 3.5 — Kuneruka oxucnenus npu 1200 °C (a) 1 3HaU€HUS OCTATOYHOHN TIACTHYHOCTH
npu 20 °C (0) 006pa3110B HIMPKOHUEBBIX CIUTABOB B 3aBUCHUMOCTH OT TIOTOKA Mapa

OxcnepumenTsl mipu temmneparypax 1100 u 1200 °C ¢ pukcupoBaHHOI HA TOBEPXHOCTH
oOpa3la TepMonapoil nokasajiy, 4To Ha CTaJJuy HarpeBa BCJIEJCTBUE PEAKIIMU [1apa CO «CBEKEN»
MOBEPXHOCTHIO 00paslia MPOUCXOIUT JOMOJIHUTEIbHBIA ero pasorpeB. [lis Temmeparypbl
1200 °C mpu mortoke mapa 23 r/u (1,5 mr/cm?/c) 3aUKCHPOBAHO ITHKOBOE YBEIHUCHHE
TemrepaTypsl Ha 52 °C oT HOMHHAIBHOH. YBenndeHne pacxona mapa 10 93 r/4 (6,2 mr/cm?/c)
npuBogmio Kk mneperpeBy Ha 71 °C. C yMeHbUIEHHMEM TeMIEpPaTypbl OKHUCIEHHSI YpPOBEHb
neperpeBa 3aMeTHO CHIDKalCs: AJig moToka mapa 25 r/u u 93 r/u mpu 1100 °C neperpes

coctaBui 19 °C u 34 °C, coOOTBETCTBEHHO (PUCYHOK 3.6).

80
70 om1198; THom=1200°C; moTok mapa=93 /4
+—o11199; ThHoM=1200°C; moTok mapa=23 r/ua
60 om1203; THom=1100°C; moToxk mapa=93 r/u
(C)) 50 i ——o0m1206; TrHoM=1100°C; noToxk mapa=25 r/4
~
= 40
3
==
= 30
1
= 20
10
0
-10
0 50 100 150 200 250 300 350

Bpewms, ¢

Pucynok 3.6 — 3aBucuMocTh nieperpea oOpasiia Bblllle HOMHHAJIBHON TeMIepaTyphl B X0/1e
HKCIIEPUMEHTa OT 3HaYEHUS MOTOKA Mapa
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[IpoBeneHHBIE MUKPOCTPYKTYpPHBIE HCCIEIOBAaHUS MOKa3ajih, YTO HaJu4ue OOJIBbIIEero
YPOBHS IIEperpeBa Ha HAYalIbHOM CTaIuU OKUCIICHUS TPUBOTUT K (POPMUPOBAHUIO 00JIee TOHKHX
OKCUJHBIX TJICHOK (pucyHOK 3.7). [lo-BuamMoMy, B Ha4aJlbHBI MOMEHT OKUCJICHHS MpH Ooliee
BBICOKOH TemriepaType GopMupyercst 6osiee ToICThid MU dy3nOHHBINA CIIOH, KOTOPHIH Jajiee B

YCIOBUAX U30TEPMHUYCCKOI'O OKHMCIICHUA BIIMACT HA 3aMCAJICHUC ,I[I/I(l)(I)YSI/II/I KHCJIOpOJa B ME€TaJlII.

41 MM 46 MKM

ool

TN e W i
neperpes ~ 50 °C neperpes ~ 70 °C neperpes ~ 15 °C
a) 6) B)

a — CKOpOCTb MOTOKA mapa 1,5 mr/cm?/c;
6 — CKOPOCTb IIOTOKA Tapa 6,2 Mr/cm?/c;
B — CKOPOCTH TI0TOKA mapa 6,2 Mr/cM%/c; CTyTeHdaThlii Harpes

Pucynok 3.7 - MukpoctpykTypa 00pasioB Tpy0 u3 ciiaBa Zr1INb(omnt) nocne okuciieHus B mape
npu 1200 °C B Teuenue 175 ¢ B 3aBUCUMOCTH OT CKOPOCTH MOTOKA Iapa U crocoda Harpepa

Jlnis mpetoTBpallieH!s] MHTEHCUBHOTO HAaBOJIOPOKMBAHUS U IeperpeBa oOpasiia Ha CTaauu
Harpesa 0 HOMMHaJIbHOU TeMreparypsl paBHOM 1200 °C npoBeneHa KOPpEKTUPOBKA METOAUKHU
IIPOBEJICHUS UCTBITAHUM Ha ycTaHOBKe Y 127, KOoTopas 3akitoyanach B CIEIyIOIIEM:

- yBeMUeHHe moToka mapa 10 80-100 /4 (5,0+6,5 mr/cM?/c);

- Hcronb30BaHue AByxcryneHdaroro Harpesa or 350 °C mo 1170 °C m ot 1170 °C no
1200 °C.

KoppektupoBka MeTOAMKM OKHMCIEHUS Ha ycTaHOBKe Y127 mnpoBeaeHa TOJBKO s
temneparypbl ucneitanuii 1200 °C. Ilpu temmeparype 1100 °C u mnoroke mapa 25 r1/4
(1,7 Mr/cM?/c) IOTIONHMTENBHBIA pa3orpeB 06paslia Ha CTaAUU Harpesa He mpeBbimaeT 25 °C B
tedeHue 20 c. Ilpu temneparypax okucienus Hwxke 1100 °C u mcnonp30BaHMM NOTOKA mapa
20-25 /4 ypoBeHp meperpeBa o0pas3noB muHOH 30 MM Oymer cocraBisaTh mMeHee 20 °C, 4ro
ABIISIETCS IPUEMIIEMBIM.

Pesynpratsl skcnepumentoB npu 1200 °C nokazanu, 4yTO NPUMEHEHHME CTYIEHYATOro
HarpeBa He BbI3bIBaeT neperpena oOpasua csbiiie 20 °C B Teuenue 20 ¢ Ha Ha4alIbHOM cTaauU

OKHUCJIEHUS (pUCYHOK 3.8), 4TO HE NMPUBOAMT K MHTEHCHBHOMY HaBOJOPOXKHMBAHHIO 0Opasla u
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CHIDKEHHUIO CKOpOocTH okuciieHus. [lo miuHe okucieHHoro oOpasiia HaOIi01aeTcs OJUHAKOBBIN

YPOBEHb OCTaTOYHOU IJIACTUYHOCTU U COAEPKaHUs BoJopoaa (pUcyHok 3.9).

1230

—— on1200; THoM=1100°C; moTok mapa=91 r/4; cCTyneH4aTslii Harpes

1220

1210 o
AT=22°C ™

Temneparypa, °C
— p— -
- =
® v o
S S S

1170
1160
1150
0 50 100 150 200 250 300 350
Bpems, ¢

Pucynoxk 3.8 — Iloka3anus repmonapsl Ha o6pasiie B xoze 3xkcnepumenta npu 1200 °C co
CTYIEHYaTBIM HarpeBOM IIpH MOTOKE mapa 91 r/a

80 80
] 1076H1 (Bepx) £1=2,7% 110911 (Bepx)
70 H 70 H
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= o = £§2=1,9%
£ 60 e 107613 (aus3) H 560 110983 (rm3) H
4 v z. £3=25%
g 50 N, g 50
= =
540 S = 40
= \ = /
3 3 \
5: 30 +— = 30 —4—,
3 1-11,8 % C1(H)= (20~ 30) ppm 3 ‘ C1(H)=(5+ 13) ppm
;.a( 20 & o = ) PP ;_,( 20 _I; 7/41

10 £§2=12,5% C2(H) = (20 + 30) ppm 10 C2(H) = (20 + 30) ppm

0 §3-11,0% C3(H)= (20~ 30) ppm 0 C3(H) =20 ppm
= T T T T T T
1 2 3 4 0 1 2 3 4
HepeMemeHne 3axpara, MM HepeMemeHﬂe 3axBara, MM
a) 0)

Pucynok 3.9 — [luarpammsl nepopmupoBanus 006pasiios u3 ciuiaa ZriNb(onr) mocne
okucienus B nape rnpu 1200 °C B teuenue 0 ¢ (a) u 300 ¢ (6) mpu nmoToke napa 93 r/u ¢
IMPUMECHCHUCM CTYIICHYATOI'O HarpeBa

Pesynpratel mo kuHeTnke okuciaeHus npu 1200 °C u MexaHMYECKMX MCIIBITAHWM Ha
nuamerpanbHoe cxatue mpu 20 °C o0pa3lioB IUPKOHUEBHIX CIUIABOB IMPU HCIOJIH30BAHUU

CTYTNIEHYATOr0 HarpeBa COMOCTABUMBI C Pe3yJIbTaTaMu JAPyTux jgadopartopuit (pucyHok 3.10).
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Pucynoxk 3.10 — Kunetuka oxkucnenus npu 1200 °C (a) 1 3HaYeHUS OCTATOYHOM TIACTUYHOCTH
npu 20 °C (0) 06pa3110B HIMPKOHUEBBIX CIUIABOB B 3aBUCUMOCTH OT MIOTOKA Mapa

TakuMm 006pazoM, KOPPEKTUPOBKA METOJAMKHU MCIIBITaHUN HA ycTtaHoBKe Y127 mipu 1200 °C
MpHBeEJIa K PAaBHOMEPHOMY OKHCICHUIO M HABOJOPOXKMBAHHWIO IUPKOHUEBBIX 00pasnoB Tpyo.
Hanee st skciepumenToB Ha ycrtanoBke JIOKA345 stan nHarpeBa o6pasioB ot 350 °C mo
temneparypsl Ha 200 °C Huxe Tuen peanuszoBaH co cKOpocThio HarpeBa Oosee 15 °C/c u nanee
10 Tuen co ckopocThio B auarnazone oT 2 g0 15 °C/c. CkopocTh MOTOKA Iapa COCTaBIIIET HE

Mmenee 4 mr/cm?/c.

3.2 Bepudukanus meronuku BTO B ucnbiTanusx cnjiaBa Zircaloy-4

Bepuduxanuus meronuku BTO HanpaBieHa Ha NOATBEpXkKIEHUE MOTYUYEHHUS JOCTOBEPHBIX
Y BOCIIPOM3BOAMMBIX PE3YJIbTaTOB HCIBITAHUM Ha OKUCIIEHHE 00pa30B IIUPKOHUEBBIX 000I04YEK
B Pa3MYHBIX COCTOSHUSIX (HampuMmep, MOCTaBKM U IPEABAPUTENBHOIO HAaBOJOPOKMBAHUSA),
BKJIIOUAs PE3yJIbTaThl UX MAaTEPUATIOBETUECKUX UCCIIEI0OBAHUM.

W3 ananu3a nuTepaTypHbIX JaHHBIX M ONBITA COOCTBEHHBIX MCCIIEOBAHUI ClleAyeT, YyTo
CleHapuil MpoBeACHUs 3KcnepuMeHTOB Ha BTO HUPKOHMEBBIX CIUIABOB, @ UMEHHO 3Tallbl
HarpeBa M OXJQXJACHHSA, MOTyT OKa3blBaTh BIMSHME HA KOHEUHBIE XapaKTEPUCTHKHU
uccienyeMbix o0pasnoB. s mpeaBapUTENbHO HABOJOPOKEHHBIX MAaTEpPUATIOB BAKHBIMHU
aCIeKTaMH SIBJISIOTCS MPOLECC MX HACBIIIEHUS 1O 3a/JlaHHOM KOHILIEHTpAallMM C PaBHOMEPHBIM
pacmpeneneHrueM BoJIopoia 1o JuiinHe oOpasma u nocnenayromnme BTO ucneiranusi, mpu KOTOPBIX
B MaTepuall AOMOJHUTENbHO nudPyHaupyet Bogopoa. Kpome Toro, otaenbHble COCTABISAIONINE
IpOLEAYpBl IPOBEACHUS MEXaHMYECKUX HCIBITAHUM HA JMaMETPAJIbHOE CXKATHE TaKXKE MOTYT
BIMATh HA IIOJIy4aeMbl€ 3HAUYEHUs OCTATOYHOM IJIAaCTUYHOCTH, @ HMMEHHO, H3TOTOBJIEHUE
00pa31oB JJi1 UCIIBITAHUN, TEMIEpaTypa UCIBITAHUNA, 00paboTKa auarpamMm AeQOopMUPOBaHUS.

Heunz0exHbIe OTKIOHEHUS B mapaMeTpax HCHBITaHHfI, B paMKaxX PEKOMCHAYCMBIX OOITYCKOB
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[136], Moryr mpHBOAUTH K CYIIECTBEHHBIM Ppa3IHYUAM KOHCYHBIX CBOMCTB OKHCJIEHHOTO
Marepuana. [loaTomMy CONOCTaBUMOCTb pe3yJbTaTOB HCCIEAOBAHUM OJHOIO M TOrO K€
Marcpuajia, IMOJYYCHHBIX B PAa3HbIX na6opaT0pH;1x Ha AaHaJOI'M4YHOM HCIBITAaTCIHbHOM
060py,Z[OBaHI/II/I C HCIIOJIb30BAHUEM HE3HAUYUTCIIBHBIX METOANYCCKUX pa3n1/1q1/n71 B IIPOBCIACHUHN
OKCIICPUMCEHTOB, 6y,Z[CT CBUACTCIBCTBOBATE O IIPUEMIIEMOCTH HCIIOJIB3YEMBIX B ,Z[aHHOP'I pa60Te
METOOAOB.

C uenbio BepuuKauy, pa3BUTON JIJIsl IPUMEHEHUS B HacTosIIel padore, Mmetoauku BTO
BBIOpaHbl 00pasibl 000JI0YeUHBIX TpyO M3 cruiaBa Zircaloy-4, BciaeACTBHE HUX HaunOOJbIIEH
JOCTYITHOCTH M H3YyYCHHOCTH B Jlaboparopusx mo Bcemy wmupy. s moarBepKaeHUs
MNPUMCHUMOCTH MCTOJHUKHU BTO wucnonb3oBaHbl UCIBITAHUS Ha AUaMCTPaJIbHOC CXKAaTUC IIPpU
20 °C u 135 °C, MUKPOCTPYKTYPHBIC UCCIICIOBAHUS U ONPEACICHUE COACPKAHUS ITOTIIOIIEHHOTO
BOAOPOJA.

I[J'ISI COIIOCTABJICHUA TIIOJIYUCHHBIX JaHHBIX BbI6paHbI PE3yJIbTaThl I/ICCJ'Ie,I[OBaHI/Iﬁ
CIEeAYIOIHNX JTabopaToOpuid:

1. KypuaroBckuit uactutyTt, Poccust [93];

2. ANL (Argone National Laboratory), ORNL (Oak Ridge National Laboratory) u EPRI
(Electric Power Research Institute), CILIA [76, 138-141];

3. ISF (Institut fiir Sicherheitsforschung) u KfK (Kernforschungszentrum Karlsruhe),
I'epmanus [95, 96, 121, 142, 143];

4. Framatome, CEA (Atomic Energy Commission) u IRSN (Institute for Radiation
Protection and Nuclear Safety), ®panuus [58, 78, 84, 85, 129, 144-146];

5. KFKI Atomic Energy Research Institute, Benrpus [89, 137];

6. UJP PRAHA a.s., Yenickast Pecniy6nuka [98, 147];

7. JAERI (Japan Atomic Energy Research Institute), NDC (Nuclear Development
Corporation) u NSRC (Nuclear Safety Research Center), SInonus [37, 82, 148-150];

8. KAERI (Korea Atomic Energy Research Institute), South Korea [100, 151].

HasogopoxmBauue 00pas3ios

[IpenBaputensHOe HaBOAOpOXHMBaHHE oOpa3noB Ha ycranoBke AO «BHUMWHM»
OpoOBOAMIOCH 10 coaepxkanus Bojopona 800 ppm. TunuuHas MHKPOCTPYKTYpa,
MIpEeBAPUTEIILHO HABOJIOPOKEHHBIX 00pa3noB, mpesactaBieHa Ha pucynke 3.11. Koaddumument

OPUEHTAIINH TUIPHUIOB, TTOJYYECHHBIN Ha 00pa3iax, He npesbiman Fn=0,4.
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Fn = 0,14+0,02

Pucynok 3.11 — MukpocTpykTypa U 3HaueHus KodduimeHTa OpueHTaluy THIPUIOB B
HaBOIOpOXKEeHHBIX 110 200 ppm (a), 400 ppm (6), 600 ppm () 1 800 ppm (T) oOpa3max u3 cruiaBa
Zircaloy-4 (6sIcTpO€e OXJIaKIECHHUE)

Conepkanre BOJOpoAa B o0pasliax KOHTPOJHMPOBAJIOCH 110 MPUBECY MacChl M Ha
anamu3atope LECO TCH-600. M3 pe3ynbTaToB COMOCTaBIEHUS JOCTUTHYTOTO COAEP)KaHUS
BOJIOPO/1a BUJIHO, YTO OTKJIOHEHHE OT 33aJ]aHHOM KOHIIEHTpaluuu B oOpasuax He npessimano 30 %

(pucynok 3.12).

1200

1000

®©
(=2
(=)

600
—

400

200

Copnep:xanne eonopoaa (LECO), ppm

0 200 400 600 800 1000 1200
Conep:xanne Bonopoaa (1o NpHBECY MACCHI), ppm

Pucynok 3.12 — ConoctaBiieHre pac4eTHOTO (110 IPUBECY MACChl) U U3MEPEHHOTO Ha

AHaJIN3aToOpC LECO COZACPIKaHUA BOAOPOJa B IPEABAPUTCIIBHO HABOJOPOIKCHHBIX 06pa3uax u3
crutasa Zircaloy-4
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Ucnopiranns ga BTO

B unrepsane temneparyp ot 800 1o 1200 °C BBINOIHEHBI SKCIIEPUMEHTBI 110 OKHUCIEHHIO B
cpene 100 % BomsHOrO mapa oOpasmoB Tpyd u3 cruiaBa Zircaloy-4. Ocoboe BHHMaHUHE
YACISIIOCh TeMrepaTypHoMy sauamnazony 950-1050 °C koTophlil XapakTepeH i pa3BUTHSA
JUHEMHOrO0 OKHUCIEHHS B OSTOM CIUulaBe. BclieacTBHE  OrpaHMYEHHOCTH — MarepHala
UCTIOJIb30BAIKMCH 00pasibl TpyO mmHOoM oT 18 10 30 MM.

HcnbiTanusa npoBoAWwINCh Ha yCTaHOBKE Y127 1o ABYM peXMMam, KOTOPbIE OTIMYAIUCH
craauei oxiaxaeHus (pucyHok 3.13):

1) Tun A - MeneHHOE OXJIAXKIEHUE B IMOTOKE mapa co ckopocthio ~ 20 °C/c mo 200 °C ¢

MOCJIEAYIOLUM OXJIAKICHUEM Ha BO3/YyXE;

2) Tun b - oxnaxaenue 10 800 °C u nanee 3akanka B Boay (100 °C).

DKCHepUMEHTHI ¢ OXJIaxJAeHueM B moToke napa (Tun A) BeIMOJIHEHBI HA oOpasuax Tpyo
Zircaloy-4 (S), torma kak mo crmocody oxuaxaeHus Tum b npumeHssmcs o0pasipl TPyO

Zircaloy-4 (J).

I
- (800 + 1200) °C

s

o 800 °C

g |[f________.89°c ________
£

=

o

g

| S L

Bpewms, ¢

Pucynok 3.13 — CxembI IpOBEJICHUS IKCIIEPUMEHTOB 10 BEICOKOTEMIIEPATYPHOMY OKUCIIEHUIO

Kunernka BTO B cpene 100 % BoasgHOro mapa

[TonyyeHHbIE pe3ysbTAaThl MO0 KMHETHKE OKHCIEHHS 00pasioB w3 criaBa Zircaloy-4 B
COIIOCTaBJICHUU C JIUTEPATypHBIMH JaHHBIMH TpHUBEICHBI Ha pucyHkax 3.14-3.18. Toukam
COOTBETCTBYIOT 3HAUEHHUs YAEIbHBIX IPUBECOB IOCIE OKHUCIEHUS M IMOCIEAYIOIIEH ONepanun
3aKaJIKd, JIMHUSM COOTBETCTBYIOT 3HAUEHUs yJIEIbHOTO Beca o0pasiia B MPOLIECCEe UCIBITAaHUS Ha

OKHCJICHHC.
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Pucynok 3.14 — Kuneruka okuciaenus o0Opa3ioB u3 ciasa Zircaloy-4 npu 800 u 900°C

40
1000°C A A Zry-4S
A
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=
< 10 X 1000°C JAERI
P 1000 NSRC

5 1000 NDC

O 1000 UJP
0
0 5000 10000 15000 20000

;[.TIHTE..'IBHOCTI: OKHC/JIeHHsA, C

Pucynok 3.15 — Kuneruka oxucnenust oopasios u3 crasa Zircaloy-4 nmpu 1000 °C
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Pucynox 3.16— Kunernka oxuciieHus: 00pa3ios u3 ciuiaBa Zircaloy-4 B MHTEpBaje TeMIEparyp
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Pucynok 3.17 — Kuneruka okucienust oopasiuos u3 ciuiaBa Zircaloy-4 mpu 1100 °C
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Pucynok 3.18 — Kuneruka okucinenust oopa3nos u3 criasa Zircaloy-4 npu 1200 °C

Ha pucynke 3.19 npexncraBnena kuHetuka okucieHus npu 1000, 1100 u 1200 °C
HpeIBapUTEILHO HaBOJOPOXKeHHBIX 70 800 ppm obpasuoB u3 cmiasa Zircaloy-4. Buano, uro
npoleypa HaBOJOPOJMBAHHUA, a TaKXKe HaJMYUe BOJOpOJa B Marepuaie oOpa3loB TpyO He

noBusI0 Ha kuHeTHKY BTO.
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€ 1100°C Zry-4] npea. HaBOIOPOKECHHBIE
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2 15 A
g A 1200 °C Zry-4(S+]) HcX0HbIE % A
=%
=
% AAA o © ¢
R
5
(1000-1200)°C
0

0 200 400 600 800 1000
JINTebHOCTh OKHUCJIeHNS, C

Pucynoxk 3.19 — KuHeTnka okucieHus peaBapuTEIIbHO HABOJOPOKEHHBIX 10 800 ppm
oOpasmnoB u3 crutaBa Zircaloy-4 mpu 1000, 1100 u 1200 °C
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[TonydeHHbIE pe3y/ibTaThl KHHETHKH OKHCICHHS 00pas3ioB u3 cruiaBa Zircaloy-4 na
ycTaHoBKe Y127 B 1IEJIOM COTIaCyOTCS € JIUTEPATYyPHBIMU JAHHBIMHU.

B wunrepBane temmeparyp or 950 no 1050 °C B mpemenax 10000 ¢ 3aduxcupoBano
pa3BUTHE JIMHEHHOTO OKHCJICHUs. Ha ocHOBaHMM OOpaOOTKM KPUBBIX OKHCJICHHUS OIPEICIICHO
BpEeMsi HHKYOAIIMOHHOTO TIEpUO/Ia JI0 Pa3BUTHS JIMHEHHOTO OKUCIICHHSI, KOTOPOE COTIOCTABUMO C
pe3ynbratamu Apyrux maboparopuit (pucyHok 3.20). Ilpu temmeparypax 800 u 1050 °C
Ha6JIIOI[eTC5I KaK HAJIMYHC, TaK U OTCYTCTBHUC JIMHEHHOTO OKHUCJICHHUA, YTO MOXCT OBITh CBA3aHO C
pa3iuudeM B TMPHMECHOM cocTaBe o0pas3ioB u3 ciuiaBa Zircaloy-4 u ero BiMSHHEM Ha

JINTCIIbHOCTD I/IHKY6aI_II/IOHHOl"O nepuoaa.
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Pucynoxk 3.20 — 3aBUCUMOCTb AJUTEIBHOCTH 10 PA3BUTHS IMHEHHOTO OKUCIIEHUS OT
TEMIIEPATYPHI IPOBEACHUSI BBICOKOTEMIIEPATYPHBIX UCIIBITAHUN B CPEJIe BOASHOIO Iapa

BHemHuit Bua 00pa3lioB MOCie UCHBITAHUNA KOPpENUupyeT ¢ KUHETUKOH okucienus. [Ipu
temneparypax a0 970 °C u coime 1030 °C Ha moBepXHOCTH 00pasloB oOpazyeTcs udepHas
MJIOTHAsI OKCUIHAS IUICHKA, TOTJa Kak B oOmactu Temmeparyp okosio 1000 °C B mpepemax
mutenbHocT okuciaeHuss 10000 ¢ gopmupyeTcst okCHAHAs IUIEHKAa CEporo IBeTa (PUCYHOK
3.21). Hns temmeparypel 1000 °C BuUAHO, 4YTO MNPU IIUTEILHOCTH OKHUCICHHUS OKOJIO
5000 cexyHn ¢ pa3BUTHEM JTUHEHHOTO OKHUCIICHHUS HAOMIOAeTCs Mepexoi OT YepHOW K cepoit

OKCHUJIHOM TUTeHKe (pUCYHOK 3.22).

92



Tewmmn. okucn. (°C) | 800 | 900 | 950 | 970 | 985 | 1000 | 1015 | 1030 | 1050 | 1100 | 1200
Jlmat. okucn. (¢) [10000{10000{10000{10000{10000{10000/10000/10000{10000| 1700 | 610
Y. npusec, mr/cm2 | 2,51 | 5,08 | 7,29 | 9,64 |23,91|29,35|29,81|24,51|28,01|14,99|15,12
Homep obpasua | 1425w | 1426n | 1427x | 1509w | 15081 | 1496w | 1497w | 1498 | 1433n | 12251 | 1441n

N3obpaxkeHus
BHCIIIHECT'O BHU A
00pa3IoB U3 CIjIaBa
Zircaloy-4

Pucynok 3.21 — Buemnuii Bug 00pasios u3 ciuiaBa Zircaloy-4 mocie oKHCIeHHS B Cpefie
BOJIIHOTO Tlapa B uHTepBasie temmneparyp 800-1200 °C

Jlmnt. okucn. (c) | 150 | 840 | 1495 | 2400 | 3500 | 4000 | 5000 | 5500 | 6000 | 7000 | 8000

V. HpI/IBCC,MF/CM2 2,76 | 5,46 | 6,86 | 8,77 | 9,37 |12,15|14,33|17,92|17,28|21,45|25,56
Howmep obpasua | 15611 | 733n | 1056w | 7321 | 852m | 785m | 731m | 1133u | 1131u | 1130u | 11278

N3obpaxeHus
BHEIITHETO BHJIA
00pa3IoB U3 CIijiaBa
Zircaloy-4

Pucynoxk 3.22 — Baemnuii Bua 00pa3noB u3 cruiaBa Zircaloy-4 nocie okucIeHHs B cpesie
BozastHOrO napa rpu 1000 °C

[Ipn pa3sBUTUM JMHEWHOTO OKHUCJIEHHUS TOMHUMO YCKOPEHHMS pPEaKIUH OKHCIEHUs
3a(MKCUPOBAHO MHTEHCHUBHOE MOIVIONIEHHE Bojopoaa 10 ypoBHs 1000 ppm u Beilie (PUCYHOK

3.23). ConocraBieHue pe3yiabTaToB 3kcrepuMenToB mpu 1000 °C ¢ nurepaTypHbIMU JaHHBIMU

IIPUBENICHO HA PUCYHKE 3.24.
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Pucynoxk 3.23 — ConeprxaHue MOTJIOMEHHOTO BOJIOPO/Ia B 00pa3iax u3 ciuiasa Zircaloy-4 mocie

okucnenus B nape rnpu 800-1050 °C B reuenne 10000 c, mpu 1100 u 1200 °C B TeueHue
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Pucynok 3.24 — Coaeprxanue TOTIIOMIEHHOTO BOIOpoia B oOpasiiax u3 ciuiaBa Zircaloy-4 mocie
ucnbITaHUN Ha okucieHus B nape npu 1000 °C, BHINOIHEHHBIX B pa3IMYHbIX J1a00paTopusx
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Muxkpoctpykrypa 00pasios nocie ucnsitannii Ha BTO

OnTuueckne H300paKEHUS] MHUKPOCTPYKTYpPHI HApY>KHOM IMOBEPXHOCTH OKHCICHHBIX

00pa3IoB NpUBE/ICHBI HAa pUCYHKE 3.25.
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QLR 5 i g
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1000°C / 10000 ¢

1126u

1015°C / 10000 ¢
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1100 °C /1700 ¢

Pucynok 3.25 — 300paxeHuss MEKPOCTPYKTYpPBI 00pa3iioB TpyO u3 cruraBa Zircaloy-4 mocie

BTO npu temnieparypax B auanaszone 800 -1200 °C
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Ha nony4yeHHbIX M300paxeHUsIX OTYETIMBO BUIHA TUIIMYHAS CTPYKTypa Juid oOpa3loB U3
cruaBa Zircaloy-4 ¢ xapakTepHbIM OJHOPOAHBIM cioeM 0-Zr(O) ¥ OTHOCUTENBHO POBHOU
rpaHuIel pasgena ¢ «ex-P» cioem. Ilpu OOMBIIMX ATUTENBHOCTSX OKUCICHUS B «eX-f» cioe
bopmupyroTes KpymHbie BKaroueHus a-Zr(0).

B 3aBucuMocTH OT Temreparypbl OKHUCICHHs LEHTpajibHas 4acTb o0paslia Mpe/CTaBisieT
coboit 6o ogHO(DazHy0 007acTh, cocTosAnIyIo U3 3epeH o-Zr npu 800 °C, mubo aByxdaszHyio
obnactb, cocrosiyto u3 3epeH a-Zr(O) u «ex-B» mpu temmeparypax B auamnazone ot 900 mo
970 °C, mubo obnacth «ex-f» ¢aszpl ¢ MPUCYTCTBUEM H30JUPOBAHHBIX MacTUH o-Zr(O) mpu
Temneparypax caiiie 985 °C.

Oco0eHHOCTBIO CTPYKTYPHI, (POPMUPYIOIIEHCS PU TeMIIepaTypax B Auama3oHne ot 950 mo
1030 °C, sBisiercst HaTM4IKe BOJIHOOOPAa3HOW TPaHUIIBI pa3/iesia «OKCHI-METalll», YTO YKa3bIBAET
Ha BO3MOKHOCTb Pa3BHTHS JIMHEHHOTrO OKKcaeHus [152-154].

IIpu temneparype 1000 °C mo mepe pocTa JUIMTEIBHOCTA OKHUCIEHHS U YBEJIMYEHHUS
TOJIIIMHBI OKCUIHOM TIJICHKH B TIOCJICHEW HAUMHAETCS Mporece (popMUpOBaHUS TAHTCHCATBHBIX
TPELINH, MOMEHT 00pa30BaHMsI KOTOPBIX COBIAIAET C YCKOPEHHEM CKOpOCTH OKucieHus. Kpome
TOT0, OTMEYAETCsA, YTO B MPOLIECCE OKHUCICHUS C POCTOM OKCHUIHOW IMJICHKH HE MPOUCXOIUT
poctra cinost a-Zr(O), T.e. MOCTYHAMONIMA M3 TMAPOBOW CPEAbl KUCIOPOJ MPEHMYIICCTBEHHO
TG GYHIPYET HAa TPAHUILY pa3fiesia «MEeTaul-OKCH», a He B METaJll.

Ha pucynke 3.26 mpeacraBieHbl KUHETHYECKHUE 3aBUCUMOCTH POCTa OKCHUIHOTO CJIOS U
cnost a-Zr(O) B cOMOCTABICHHH C JaHHBIMHU JPYTHX JTa00paTOPHIA.

ITpu temneparypax B auanaszone ot 800 mo 950 °C, rae Takke UMENIO MECTO pa3InyMe B
KMHETUKE OKHCJIEHMsI, HaOJII0/1aeTCsl HEKOTOPOE pa3iMuue B KWHETUKE pocTa AU(Py3HMOHHBIX
cinoeB. Ilpu Ttemmeparypax cBeime 1000 °C HaOmrogaeTcss COBMAJCHHE KUHETHKU POCTa

TP PY3MOHHBIX CIIOEB C JIUTEPATYPHBIMU TAHHBIMH.
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PucyHok 3.26 — 3aBHCHMOCTb TONIIMHBI OKCHIHOTO CJ105 (a, B, 1) u ciost a-Zr(0) (6, r, €) Ha

oOpasiax u3 cruiaBa Zircaloy-4 ot AMTenbHOCTH OKHCICHUS B CPE/Ie BOJSTHOTO Mapa MpH
Temneparypax B nuamnasone ot 800 no 1200 °C
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MexaHndecKHe NCIIBLITAHUS Ha JUaMETPAILHOE CoKaTHE

[Tocne 3aBepuienus sxcniepumeHToB Ha BTO BbINMONHEHB MEXaHUYECKHWE UCIBITAHUS HA

AUaMETPaJIbHOC CKATUC IJId OLCHKU CTCIICHU OXPYITYHMBAHUA 06pa3u013. I[JISI COIIOCTABJICHHUA

IMMOJIYYCHHBIX PE3YJIbTATOB C JTUTCPATYPHBIMHU JAaHHBIMH HCIIOJIB30BaHBI JBC XapaKTCPUCTHUKH:

OTHOCHUTCIIbHAs I[e(i)OpMaI_II/IH 1 oCcTaTo4dYHasdA INIaCTUYHOCTh Ha MOMCHT 06p330BaHI/I${ CKBO3HOH

TPEIIUHBI, TPOXOISIICH MO TONIUHE CTEHKH TPyO4aToro oopasia.

3aBucumocTd  OoTHOcHTeNbHOUM aedopmaruu  (AL/D) mpu 20°C u  OCTaTOYHOI

mactuaHocTy ipu 20 u 135 °C obpasnos nociie BTO npencrasinensr Ha pucynkax 3.27 u 3.28.

U3 MNpEACTABICHHBIX JAaHHBIX BHUAHO COBIAACHUC XAPAKTECPHUCTHUK INIIACTUYHOCTH O6p33HOB nus3

crutaBa Zircaloy-4 nmocne ucnbitanuii Ha BTO nipu temnieparypax B quanaszone ot 900 go 1200 °C,

IIOJIy4YE€HHBIX B JAHHOH paboTe, C TUTEPaTypHbIMU JaHHBIMU.
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Pucynok 3.27 — 3aBucumoctb otHOcuTenbHOU aedopmarin (AL/D) npu 20 °C npu ucnbITaHUAX
Ha JIMaMeTpajibHOe CxKaTHe 00pa3noB U3 ciuiaa Zircaloy-4 ot JUIMTENFHOCTH OKHCIICHHS B Cpejie
BOJIIHOTO Mapa npu Temreparypax 900 (a), 1000 (6), 1100 (8) u 1200 °C (r)
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Pucynox 3.28 — 3aBucuMoCTb 3HaYeHHS 0CTaTOYHOH miactuaHocTd nipu 20 u 135 °C mpu
UCIIBITAHUSIX Ha JIMaMeTpallbHOE CoKaThue 00pasioB u3 crutaBa Zircaloy-4 ot anmurensHOCTH
OKHCJIEHHU B cpeJie BoASHOro napa npu temneparypax 900 u 1000 (a, 6), 1100 (B, 1) u
1200 °C (r, m)

Bimsaue OpeaABapUuTCIbHOTO HABOAOPOXKHUBAHUA

PesynbraThl MeXaHMYECKHMX WCHBITAHMA Ha JauamerpainbHoe cxatue npu 135 °C
IpeBapUTEIFHO HABOJOpOKeHHBIX 10 800 ppm obOpasmoB u3 cmiaBa Zircaloy-4 mocne
WCTIBITAHUN Ha JBYCTOPOHHEE OKHUCJIeHHWe B uHTepBaie temmeparyp ot 1000 mo 1200 °C B
cornocTaBieHnu ¢ AanubiMu Jtadopatopuii ANL, ORNL u EPRI [76, 140, 141] cymMmMupoBaHbI B

AuarpaMme OXpymn4yuBaHUA, KOTOpad MNPCACTABIIACT c0o00M 3aBHCUMOCTH CTCIICHH OKHCIICHHS
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(ECR) oT coaepxkaHus BOAOPOAa M YPOBHS OCTATOYHOM IUIACTHYHOCTH. [loporoBoe 3HaucHHE
0CTaTOYHOM mNuacTuyHocTu cocTtaBisieT 2 %. Ha mauarpamme (pucyHok 3.24) B BUAE JIMHUU
MPENCTaBICHO TpeneiabHoe 3HaueHue crenenn okucienus (ECR) B 3aBucumoctm OT

CoJIep KaHUs BOIOPO/Ia, MOJIyueHHOe I ciutaBa Zircaloy-4 [155].
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Pucynok 3.29 — [lnarpamma oxpymunBanus ciuiasa Zircaloy-4

W3 numarpaMMbl OXpYHMYMBaHUS BHJIHO, YTO 3KCIICPHUMEHTHI, BBIMIOJHECHHBIC B JIaHHOM
paboTe, corIacyloTCs C pe3yjbTaTaMH Jpyrux Jjaboparopuii Ha cmiaBe Zircaloy-4 wu

COOTBETCTBYIOT OTIPE/ICIICHHOMY paHee MpeeIbHOMY 3HaYeHHIO cTernienn okucienus ECR.

3.3 BeiBoaBI IO IJ1aBe 3

1. IlpoBeneHna KOppPEKTUPOBKA METOJMKH HUCHBITAHUH Ha  BBICOKOTEMIIEpATypHOE
OKHCIICHHE B CpeZle BOASIHOTO Mapa o0pa3loB TPyO M3 LUPKOHUEBBIX CIUIABOB HAa YCTaHOBKE
V127, utobsl obecnieunBath npu temneparype 1200 °C nocturath paBHOMEPHOTO OKHCICHUS U
HABOJIOPOKMBaHUA 00pa3ioB jmmHOW 10 30 MM. YBenuuenue mortoka mapa go 80-100 r/g
(5,06,5 Mr/cM?/c) M HCHONB30BaHHE JBYXCTyNeH4YaToro Harpesa ot 350 °C mo 1170 °C u ot

1170 °C mo 1200 °C mnpemgorBpalmaer Ha CTagdd HArpeBa 0 HOMHHAIBLHONW TEMIIEpATypPhI
p p p paryp
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OKHCJIEHUs TieperpeB o00pa3ioB cBeime 25 °C W TOBBIIIEHHOC HEPAaBHOMEPHOE HX
HABOJIOPOKHBAHUE.

2. IlpoBeneHo comocrtaBieHue pe3ynpTatoB wucneiTaHuii Ha BTO u  wuccnenoBanumit
OKHUCJICHHBIX 00pa3noB Tpy® u3 cmiaBa Zircaloy-4, MOMy4eHHBIX aBTOPOM IO METOIMKaM,
UCIOJIb3YEMBIM B JaHHOW paboTe, C aHAJIOTMYHBIMU Pe3yJIbTaTaMu JIJIsl ATOTO CILIaBa OT APYTUX
naboparopuii. B 1emom pe3ynbTarhl M0 KWUHETHKE OKHUCICHHS, MHUKPOCTPYKTYPHBIM
U3MEHEHHSAM, COACP)KaHUIO IOTJIOUICHHOTO BOAOPOJa M YPOBHIO OCTATOYHOW IUIACTHYHOCTH
COBIAJAIOT ¢ OMYyOJIMKOBaHHBIMU il Zircaloy-4 nmanneiMu. HabGmromaercst o0mmas TeHACHIHS K
Pa3BUTHIO JIMHEHHOTO OKHCIICHHs Npu Temmeparypax BOmu3u 1000 °C u ero oTCYTCTBHUS MpH
0oJiee HU3KUX U BRICOKUX TEMIIEpaTypax.

3. IlokazaHo comocTaBUMOE BIMSHUE COACPIKaHUS MPEABAPUTEIHHO BBEACHHOTO BOAOPO/IA
HA CHUXKEHHE YPOBHS OCTaTOYHOM IJIACTHYHOCTU 00pa3loB U3 ciiasa Zircaloy-4. [lomyueHHbie
pe3yNbTaThl XOPOIIO COIVIACYIOTCS C JAaHHBIMH JPYTHX JIadOpaTopuii U COOTBETCTBYIOT
Hpe/IeIbHOMY 3HAYCHHIO CTETIeHH OoKucieHus [155].

4. Ilpn Temmeparype okucienus okoio 1000 °C s crutaBa Zircaloy-4 ormedaercs
HamnpaBleHHOCTh MU dy3Un KUCIOPO/Ia, OCHOBHAS YaCTh KOTOPOTO UAET HAa 00pa30BaHKE U POCT
OKCUJHOM TUIEHKH, a ocTaBmiascs d4actb 1uddynaupyer B Metamn. C  yBenMdeHHEM
JUTUTEIIBHOCTH OKUCTIEHUSI HEe BUJIHO pocTa a-Zr(O) ciosi.

TakuM 00pa3oM, MOKHO OTMETHTbH, YTO NMPUMEHSIEMbIC B padOTe METOIbI UCIBITAHUN H
MCCJICTIOBAaHUM TO3BOJIAIOT MONyYaTh JIOCTOBEPHBIE U BOCIPOM3BOAMMEIE pe3ynbTaTel o BTO

HUPKOHUECBLIX O6OJ'IO‘ICK, COIMOCTaBUMBIC C U3BCCTHBIMU JaHHBIMU I1O I/I3y"IaeMOI7I HpO6J’ICMC.
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I'maBa 4. BuusiHMe UIHMPKOHHEBOH OCHOBbI ciuiaBa Zr-1%Nb Ha mnposiBieHue

JHHEHHOI'0 OKHCJIECHUSA

4.1 IoBenenue cniiaa Zr-1%Nb B yciaoBusix BTO

[lepeueHb M XapakTEPUCTUKU HCCICNOBaHHBIX 00pa3noB TpyO wu3 cmaBa Zr1ND,

pa3IryaronUXcs IUPKOHUEBON OCHOBOMU MpeAcTaBieHbl B Tadmuie 4.1.

Tabmuma 4.1 — Ilepedens W xapakTEpUCTHKH 00pasmoB TpyO u3 crmuiaBa ZrlNb yma ocHose

QJICKTPOJIUTHYCCKOI'O M1 Ha OCHOBC ry6anor0 IMUPKOHUA

Howmep Zr [IuxTOBO¥ cocTaB Crnioco6 06padotku | Criocod 00paboTku
NapTUU | OCHOBA Hapy>KHOU BHYTPCHHEH
MOBEPXHOCTH MIOBEPXHOCTHU
705-99 €] 40%D2+45% U+ 15 % O6. TpaBJIECHUE TpaBJEHUE
167-03 €] 48% D+40% U+ 12 % OO6. nuMdoBka TpaBJICHUE
224-03 €] 48% 5+40% U+ 12 % O6. TpaBJIECHUE TpaBJEHUE
69-08 E) S3%D+35% M+ 12 % O6. TpaBIICHHE TpaBJICHHE
118-08 €] 53% D23 +35% U +12 % OO. TpaBJIECHUE TpaBJEHUE
120-08 €] 53% D3 +35% U+ 12 % O6. TpaBJICHUE TpaBJICHUE
30-13 E) S53% D +35% UM+ 12 % O6. T oBKa TpaBJICHHE
153-17 €] 53% D0 +35% U +12 % O0. MOJIMPOBKA CTpYyiiHO-abpa3uB.
214-17 €] 53% D3 +35% U1 + 12 % O6. nuMdoBka TpaBJICHAs
64-18 €] 53% D0 +35% U +12 % OO. nundoBka TpaBJeHas
144-21 €] 53% D +35% U1 + 12 % O6. nudoBKa TpaBJICHAs
413-97 | T odp. 100 % TI"dp. TpaBJICHHE TpaBJICHUE
155-99 | I'pp. | 70% T'pp +17 % U + 13 % O6. TpaBJICHHE TpaBJICHUE
317-03 | F'um3z |70 % Tum3 +17 % U1 + 13 % OO. TpaBIICHHE TpaBJICHHE
5080-08 | I' WCh 100 % I WCh nrdoBka TpaBJICHUE
3 - anekponutnueckuil Zr; M-uonuaneiii Zr; I'-rybuatsiii Zr; O6. — 060poTHl IPOU3BOACTBA

Ha MEPBOM I3TallC BBIMMOJHCHBI MCCICAOBAHNA MOBCACHHUSA B YCIIOBUAX BTO B IHUPOKOM

unrepBaie Temmneparyp ot 800 mo 1200 °C crutaBa ZrlNb Ha OCHOBE BJIEKTPOIMTHYECKOTO H

noauaHOro 1upKoHus (11.705-99) B comocrarienun co crutaBoM ZrlINb(I'dp) na 100 % ocHoBe

ry0ouaToro HUpKOHMs Mpou3BoacTBa GpupMel Cezus (Ppanius).

Pe?)y.HBTaTI)I BBICOKOTEMIICPATYPHBIX J3KCIICPUMCHTOB MW TOCICAYIOIHNX MEXAaHUYCCKUX

UCIIBITAHUN Ha JUaMeTpalbHOE C)XKaThe IpuBeneHbl Ha pucyHkax 4.1 u 4.2. Tunuunsle

U300paKeHUs] MHUKPOCTPYKTYpPhl Hapy>KHOW IMOBEPXHOCTH 00pa3ioB u3 cruiaBoB ZriNb u

ZrINb(I'dhp) mocne ucnbitanuit Ha BTO npuBenens! Ha pucyHkax 4.4 u 4.5.

HccenoBanus moka3and, 4to moBeAcHue B yciaoBusx BTO tpy6 m.705-99 u n.413-97

CYIIECTBEHHO pazinuaercs B TemrepatypHoMm unrepsaie oT 800 o 1100 °C. Ha o6pa3uax tpy0
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11.705-99 mporcxoauT pa3BUTHE TUHEHHOTO OKUCIEHUS C 00pa30BaHUEM PACTPECKUBAIOIIUXCS U

OCBIMAIOMUXCA OKCUAHBIX MJICHOK, COITPOBOXAAIOIMICCCS MOTJIOMICHUCM BOAOPOAA.
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Pucynok 4.1 — Knnernka okucnenus npu 800-1200 °C B cpenie BOASHOTO napa U pe3yiabTaThl
MOCJEIYIOIUX MEXaHNUECKUX NCIIBITAHUN Ha quaMeTpaibHoe cxarue npu 20 °C ob6pasuoB Tpyo
u3 criaBa Zr1ND Ha TpoiiHO# mMXTe ¢ 3MeKTpoIUTHYSCKUM IupKoHueM U cruiaBa ZrlINb(T'dp)

Ha 100 % ocHOBe IMPKOHHUEBOH I'yOKH
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Jaut. okuci., ¢

ZrINb(Tdp)
(1.413-97)

10000 |

PO R VP P —

Temnepatypa

Toxk = 1050 °C

Tok = 1100 °C

Martepuan Tok = 800 °C Tok =900 °C Tok = 1000 °C
JUtut. okuci., ¢ | 10000 | 20000 | 30000 | 778 | 2600 | 4360 | 500 | 1053 | 2361 | 3234
ZriNb na g . e | ¢
TPOUHOM IIHXTEC
(11.705-99)

Tok = 100 °C

JlnuT. okuci., ¢

ZriNb na
TPOMHOMN LIUXTE
(m.705-99)

172

188 500

-

Jaut. okuci., ¢

153

ZrINb(Tp)
(1.413-97)

Pucynoxk 4.2 — Buemnmuit I/II[ 00pa3noB TpyoO cruia

Ba Zrlb H

598

a TPOMHOM IIMXTE U CIIIaBa

Zr1Nb(I'p) mocne ucnbrranuit Ha BTO B auanazone temmepatyp ot 800 mo 1200 °C

Haubonee wuHTEHCHBHOE IMPOSABJICHUC JIMHEHHOTO OKHCIICHHS M €ro BIHSHHC Ha

oxpymuuBanue cruiaBa ZrlNb mabmomgaercst mpu 1000 °C — AaMTENbHOCTH 10 Mepexoja K

auHelHoMy okucieHuto coctaBisger 800 cexkynn (pucyHok 4.3). Ilocrme mepexoja K CTaguu

muHeiHoro okuciaenus npu 1000 °C ckopocTh OKUCIIEHHUS CIIJIaBa CTAHOBUTCS COMOCTAaBUMOI CO

ckopocThio okucienus npu 1100 °C (pucyHok 4.1 B), 11)).
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Pucynok 4.3 — JImUTeNnbHOCTD JI0 pa3BUTHS JIMHEWHOTO OKUclieHus ciiaBa ZrIND Ha TpoitHoi
HIUXTE

Hus crutaa ZrINb(I'pp) wa ocuoBe 100 % ryoku mpu temmeparype 1000 °C takxke
3apukcupoBaHo pazBuTHe JUHEHHOro okucienus nocie 8000 ¢, 4To cornacyercs ¢ JaHHBIMU T10
crutasy M5 (ZriNb) [13], koTopsiii Takxke u3roraBiuBactcs Ha ocHoBe 100 % ryOku dupmbl
Cezus [30]. ITpu temneparype 1100 °C s 06pa3iioB U3 CIuiaBa Ha TPOHHOM IIMXTE OTMEYAETCS
HECTaOUJILHOCTh B KOPPO3MOHHOM TIOBEJCHUU: [UIMTEIBHOCTh JO JOCTHXKEHUS YAEIbHOTO
npuBeca, paBHoro 14 MI/CM?, HAXOIUTCH B untepBaie ot 1200 go 2700 c. C yBenuueHueM
temneparypbl BTO o 1200 °C pa3nuuust Mexay “cciel0BaHHbIMUA MaTeprallaMi YMEHbBIIAI0TCS,
¥ TpM JUINTENHHOCTH HchbiTaHus 600 cexyHn (ydensHBI TpuBec 14,5  mr/cm?)
JUHEWHOE OKHCIIeHHE He HabIoaaeTcs.

dopMHpOBaHUE CTPYKTYpbl MaTepuasioB B ycioBusax BTO Takxke oTauyanoch (PUCYHKH
4.4 u 4.5). Ha moBepxHoctu 00pa3iioB 1m.705-99 B unrepBaie temreparyp ot 800 go 1100 °C
o0pa3oBbIBaJIaCh ~ CIIOMCTas  pPACTPECKUBAIOLIASCS  OKCHJHAs  IUIEHKA, TOJ  KOTOpOH
dopmupoaics cioit a-Zr(O). Tommunua cios o-Zr(O) Ha obpasiax 1m.705-99 3avactyro Oblia
MeHbllle, 4eM Ha oOpasuax m.413-97 npu oAMHAKOBBIX 3HAYEHHUSAX YAEIBHOTIO IpHUBEca.
Haubonee oruernuBo manublid ¢akt BuaeH npu temmneparype 1000 °C. Takum oOpaszom, s
ciydast obpasioB 1m.705-99 u3 cmaBa ZrINb Ha OCHOBE TPOWHOW INMMXTHI OCHOBHAs 4acTh
MOTJIOUIEHHOT0 KHUCJIOpoAa Ijla Ha 0o0pa3oBaHWE U POCT OKCHAHOIO CJOs, TOrjaa Kak Juis
obpasuoB m.413-97 wu3 cmiaBa ZrINb(I'dp) Ha ocHoBe 100 % ryOuaTOro IMPKOHHS
MOTJIOIIEHHBIN KUCIOPOJ] MPEUMYIECTBEHHO TU(PGYHIUPOBAT B METAJT O MOMEHTA Pa3BUTHUS
JUHEWHOTO OKUCIICHHS.

[Tpu temneparype 1200 °C cyuiecTBEHHBIX pa3inyuil B (POPMUPOBAHUU CTPYKTYPBI JABYX

UCCJICIOBAaHHBIX MaTEpPHAJIOB HE OTMEYANIOCh.
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Tok, °C

800

~—okcun,
“oZr(O)

i T S h

20000 ¢ / 4,4 mr/cm? / O6p.723H

900

OKCU[ OCTaTOYHbIN

1000

3234 ¢/ ~ 9 mr/ew? / O6p.150m

ZrINb(T'dp

7726 ¢ / 8,2 mr/cm? / O6p.1521

OKCHA OCTaTOYHbIN

» ir(O)

«ex-B» ¥ a-Zr(0)

Pucynok 4.4 — M300pakeHuss MUKPOCTPYKTYPBI Hapy>KHOH TTOBEPXHOCTH 00PA3IOB U3 CIIIIABOB
ZrINDb u ZrlNb(I'dp) mocne ucnbrranuii Ha BTO mpu 800, 900, 1 1000 °C
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Tok, °C ZriNb ZrINb(T'dp
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WN30AXPOBAHHLIE NNacTHHLl a-Zi(0) = =l ! 7 l__!oaaﬁuble nnacrunbl a-Zr(0)
500 ¢ / 12,2 mr/cm? / 06p.398H 500 ¢/ 12,8 mr/cm? / O6p.814n

Pucynok 4.5 — M300pakeHuss MUKPOCTPYKTYPBI HApy>KHOH TTOBEPXHOCTH 00PA3IOB U3 CIIIIABOB
ZrINDb u ZrlNb(I'dp) nmocne ucnbrranuit Ha BTO mpu 1050, 1100 u 1200 °C

ITpu Temneparypax B quanazone ot 800 go 1050 °C, rae Takke UMeNI0 MECTO pa3jinyue B
KMHETHKE OKHUCIIEHUs, HaOJrofaeTcss pa3inyue B KHHETHKE pocTa AU(QY3HOHHBIX CIOEB
(pucynok 4.6 a-r). IIpu temneparypax 1100 u 1200 °C cxopoctu pocta okcuaa u ciost o-Zr(O)
qutst crutaBoB ZrAND wa Tpoitaoit mmxte u ZrINb(I'dp) craHOBSTCS IPaKTHYECKH COTTOCTABUMBIMH

(pucyHok 4.6 1, ).
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ToamuH.

.
(=)

(75}
=}

[
(=1

—
(=1

100

o0
f=}

(=)
o

.
(=)

[3*]
(=)

100

oo
(=)

[=2)
(=)

=
(=1

[
(=)

100
s
&
= 80
. OCBIIIAHHE %
l 3 60
4 -]
OCHITIaHHe g % %
© 40
A A g
- OOA A @ 800°C / Zr1ND g
O O 900°C / ZrINb s 20
O A 800°C / ZrINb(T'(p)
A 900°C / ZrINb(Tdp)
. : : : : ; . 0
0 10000 20000 30000 40000 50000
l[JI]'ITBJI])HOCT]) OKHC/IeHHA, C
a)
300
@ 1000°C / ZrINb
0 1050°C / ZrINb £ 250
. A 1000°C / ZrINb(Tdp) 2
A 1050°C / ZrINb(T =
TINbTep) 2200
- ¢ 3
® A =150
=
i i :
=100
Ro E
O4 A E
A 5
} a A ﬁ 0
®
——— 11— 0
0 2000 4000 6000 8000 10000 12000 14000 16000
ﬂJHTeHbHOCTB ORKHC/IeHHS, C
B)
200
1 =
4
i =160
A =
- g i E.lzo
y i . =
=
. A i ] 80
Ap g
1 a§ & @ 1100°C / ZrINb £
| é 0 1200°C / ZrINb E 10
| A 1100°C / ZrINBTdp) =
A 1200°C / ZrINb(Tdp)
. ; ; ; ; ; ' : ' 0
0 500 1000 1500 2000 2500
;L"IHTEJH)HOCT]) OKHC/IeHHS, ¢
z)

ﬁ“
1 o
A a
1 A
A ®
o F3 @ 800°C / ZrINb
19 ® O 900°C / ZrINb
A 800°C / ZIINb(T'¢p)
A 900°C / ZIINb(T'p)
0 10000 20000 30000 40000 50000
;[ﬂHTeJ]BHOCTl) OKHC/IeHHS, €
0)
1 A % @ 1000°C / ZrINb
&9 0 1050°C / ZrINb
1 ® % A 1000°C / ZrINb(T'p)
o® A 1050°C / ZrINb(T¢p)

0 2000 4000 6000 8000 10000 12000 14000 16000
JIMTeIbHOCTE OKHC/IEHHS, ¢

)

[t

-ég); o ! i

@ 1100°C / ZrINb

i @ © 1200°C / ZrINb
A 1100°C / ZrINb(Tdp)
A 1200°C / ZrINb(Tdp)
0 500 1000 1500 2000

2500

;L'II'ITEJIBHOCT]) OKHC/I€HHS, €

e)

PucyHoxk 4.6 — 3aBUCMMOCTh TOJIIHUHBI OKCHIHOTO ¢J10s1 (a, B, 1) U cios a-Zr(O) (6, T, ) Ha
obpasnax u3 cruiaBa ZriNb va tpoiiHo# muxte u cruiaBa ZriNb(I'pp) ot anmurensHOCTH
OKHCJIEHUS B CpeJle BOASHOTO Mapa npu temneparypax B quanasone ot 800 no 1200 °C

3HaueHus: MUKPOTBEPIOCTH «EX-B» CllosS MEXIy cCIjlaBaMH TaKXKe pa3iudajuch, 4TO

CBsA3aHO C pa3J'IPI‘IHOI71 CTCIICHBIO HACBIIICHUA HCHTpaHLHOﬁ JaCTH KUCIOPOAOM H BOAOPOIAOM,

00pa30BaBIIMMCS BCJIECICTBHE PEAKIIMU [IUPKOHHS C MIEPErpeThIM MapoM (PUCYHOK 4.7).
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PucyHnok 4.7 — 3aBUCUMOCTH 3HaYE€HUN MUKPOTBEIOCTH B «E€X-B» cioe oOpasiax Tpyo U3 cruiaBa
ZrINb na tpoitro# muxre u crutasa ZrINb(I'dp) oT AIUTETPHOCTH OKUCICHHS B CPEIE
BOJISTHOTO Tapa mpu temrepaTtypax B auanaszone ot 800 qo 1200 °C

Ha Bropom srane wuccinepoBanuid npu temmeparypax 1000 u 1100 °C BblnosHEHBI
UCIIbITaHusI 00pa3loB psjia napTuil TpyO u3 ciiaBoB Zr1IND Ha ocHOBe TPOWMHOW HMIMXTHI U HA
OCHOBE I'y0YaTOro IUPKOHKS pa3udHbIX npoussoautencii (AO UM3, CEZUS, Wah Chang).

OkcriepuMeHTbl ¢ oOpasumamMu  crutaBa  ZrlNb  Ha TpoHHOH HIMXTe MOKa3aiu
HECTaOMJIBHOCTH MOBeIeHUs MaTtepuana B ycioBusax BTO:

-npu 1000 °C Ha oOpa3max BCeX HCCIEAOBAHHBIX NapTHl TPyO 3adUKCUPOBAHO
pa3BUTHE JMHEWHOIO OKHCIEHUS, MJIUTEIBbHOCTh 1O pPa3BUTUS KOTOPOrO HaxoAwiach B
muanazone oT 300 1o 1100 cexyHn B 3aBUCMMOCTH OT naptuu (pucyHku 4.8 u 4.9);

- ipu 1100 °C AMUTENBHOCTH OKUCIEHHS 0 JOCTUKEHHUS YAeIbHOTo npuBeca 14 mr/cm?
Haxonwinack B auamazoHe oT 1200 mo 2600 ¢ (pucynok 4.10). OcraTo4Has IMIaCTUYHOCTH
o6pasmos nocie BTO xapakTepu3oBanach pa30pocoM 3HaYEHUH, YTO TAKIKE CBUIETEIHCTBYET O

HECTaOMJIBHOCTH TOBEICHUs MaTepraia (pucyHok 4.11).
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Pucynoxk 4.8 — Kunetuka okucnenus npu 1000 °C (a) u BHewmHuit Buf (6) 00pa3ioB U3 criaBa

Zr1NDb Ha TpoitHO# mmxTe
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Pucynok 4.9 — 3HaueHust MUHIMaJIbHON ¥ MAaKCUMAIIbHOW JUTUTEITLHOCTH JI0 Hadasla pa3BUTHUS
JMHEWHOTO OKHCIIeHHs1 00pa3ioB u3 criaBa ZrlND Ha TpoiiHO#M mmxTe
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Pucynok 4.10 — Kuneruka oxucnenus npu 1100 °C (a) u BHemHuii Bua (6) 00pa3LoB U3 cruiaBa
Zr1Nb Ha TpoitHO# muXxTEe
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Pucynok 4.11 — Ocratounas miactudrocTs pu 20 °C o6pasioB u3 cmiaBa ZrlNbD Ha TpoiiHoit
muxre nociae BTO mpu 1100 °C

Tem He MeHee, U3 NIOJyUYEHHBIX JAHHBIX BUJIHA JUHAMUKA YJy4lICHHs IOBEJEHUS CIIaBa
Zr1Nb na tpoitHoit muxte B ycnousx BTO npu 1000 u 1100 °C, koTopast MoKeT ObITh CBA3aHa
C TpUMEHEHHEM olepaluu HUIM(OBKU HAapy>KHOM IOBEPXHOCTHU, YTO COIJIACYyeTCsl C
pesyabTatamu paboTsl [94]. Kpome ToOro, 1onomHuTeNnbHbIH 3¢ (EKT MOTIIO 1aTh UCIIOJIb30BaHHE
NOHMKEHHBIX TOKOBBIX HAarpy3oK Hpu BbIIUIaBKe cIUTKOB ZrlNb, koTopoe mpuBeno K
CHI)KEHMIO KOJIMYECTBA MOp, a CIEeAO0BAaTENbHO, U CHIKEHHUIO COAEpPKAHMS JIETKOJIETY4YHX
npumeceit B meraiie [156].
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Jlns obpasmoB u3 crutaBa ZrIND Ha ocCHOBE HHUPKOHHEBOW T'YOKH B 3aBUCHMOCTH OT
IIMXTOBOTO COCTaBa M TPOU3ZBOJMUTENS TyO4aToOro IMPKOHHMS HAOIIONANIUCh OCOOCHHOCTH B
KOppo3uoHHOM noseneHuu npu 1000 °C:

- paz6asnenue 100 % ryOGuaroii ocHOBBI HMOOUAHBIM LHUpKoHUEM (17 %) u obGoporamu
npousBojcTBa (13 %) mpuBesno K ylydleHHI0 KOppo3uoHHOTro noBeAenus rnpu BTO, pazpurtus
JIMHEIHOTO OKHCJICHUs He Habronanock BIoTh 10 36000 ¢ (pucyHok 4.12);

- Ha oOpasmax TpyO u3 cmiasa, coaepxkamero 70 % ry04aroro MUPKOHHS TPOU3BOCTBA
AO UM3, noay4eHHOT0 U3 3JICSKTPOIMTHYECKOTO MOPOIITKA ITUPKOHMS, U CIUIaBa M3 T'y04aToro
mupkonust pupmel Wah Chung mpu temneparype 1000 °C nuHeiiHOE OKHCIICHHE TakKXKe He
HaOmoaanock BILIoTh 10 36000 ¢ (pucyHok 4.12).

Crnenyer OTMEHUTh, YTO CKOPOCTh OKUceHUs TpyO 11.155-99 okazanach Ha 15 % BblIe 110
cpaBHeHuO ¢ 11.317-03, umeronieit mogoOHbIN muxToBor coctas, u 11.5080-08. ITpuunna Takoro
pa3nuuus 3akirovanack B 0Oojiee MHTEHCHBHOM OKHCIIGHWH BHYTPEHHEH IOBEPXHOCTU TPYyO

11.155-99, 1o cpaBHEHUIO ¢ APYTUMHU 00pa3liaMy Ha OCHOBE IIUPKOHUEBOMN r'yOKH (prcyHOK 4.13).

n.413-97  1.155-99
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Y S ey

== O R =) - - - T oS B = = T ]
1

t=14243 ¢ ©=36000 ¢
n.317-03 H.508—08

A 11.413-97 / 100% T'gp
& 11.155-99 / 70% Tpp+17% H+13% O86.
© 1.317-03 / 70% Cams+17% H+13% O6.
X 1.5080-08 / 100% T'wch
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a) 0)

Pucynok 4.12 — Kuneruka oxucnenus rnpu 1000 °C (a) u BHerHmiA B (6) 00pa31oB U3 crijiaBa
Zr1Nb Ha ocHOBE T'y04aToro IUPKOHUS
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B) r)

Pucynok 4.13 — MukpoctpykTypa 00pa3ios Tpy0 u3 criaBa ZrINb Ha ocHOBe ry04yaroro
rupkonus nocne BTO npu 1000 °C: a) 1.413-97; 6) n.155-03; B) 1.317-03; r) 1.5080-08

ITpu 1100 °C cyiiecTBEHHBIX Pa3JIMYUil B MIOBEJCHUHN UCCIICOBAHHBIX 00pa3loB TpyO Ha
OCHOBE LIUPKOHHEBOI ryOku He oTMmevanoch (pucyHku 4.14 u 4.15). Ha Bcex uccienoBaHHBIX
oOpa3iiax Ha OCHOBE IIMPKOHUEBOI T'yOku GopMUpOBaIach YepHas TUIOTHAs OKCHJIHAs IJICHKA,
XOpOIIIO CIIeTICHHAs ¢ MeTauioM. KWHeTHKa OKUCICHHST 00pa3IoB MOAUUHSIIACH 3aBUCUMOCTH
apaboIMIECKOro THITA 0€3 Pa3BUTHUS JTMHEHHOTO OKUCIICHUS. [IMHAMHUKA CHUKCHHS OCTaTOYHOU
IUIACTUYHOCTH 00paslioB TpyO TOCIE OKHUCIEHUS MEXKAY HCCIEIOBAaHHBIMU MapTUSIMU

MPAKTUYCCKU HEC OTJIINYaJIACh.
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Pucynok 4.14 — Kuneruka oxucnenus rnpu 1100 °C (a) u Buemnwmii Bua (6) 06pas31oB U3 crijiaBa
Zr1Nb Ha ocHOBE Ty04aTOro IUPKOHUS
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Pucynok 4.15 — Ocrarounas miactuuHocTb npu 20 °C o6pasuos u3 crutaBa Zr1INb Ha ocHoBe
ry6uaroro nupkonus nociae BTO npu 1100 °C

HccnenoBanne XMMUYECKOTO COCTaBa UCXOJHBIX CIIMTKOB M M3TOTOBJICHHBIX U3 HUX TPYO
M0Ka3ajo, 4To Jiis MarepuanoB u3 cruaBa ZrIND Ha ocHOBe 3J1eKTpOIMTHYECKOTo Zr (TporHast
HIMXTa) HaOJI0alICsl CYIIECTBEHHBIN pa3dpoc Mo Co/epKaHUIO TaKUX 3JeMeHTOB Kak: Fe ot 60
1o 170 ppm, Hf ot 40 10 380 ppm u O ot 300 1o 600 ppm. Conep:kanue OCTaabHBIX TPUMECHBIX
BJIEMEHTOB, 10 KOTOPHIM HAOMIOAANOCh pa3uyMe, B OCHOBHOM HE IPEBHIIIAIO

50 ppm (tabmawuma 4.2).
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B marepmanax u3 cmiaBa ZrIND Ha oCHOBe ry0uYaTOro HHUPKOHHUS TakXKe HaOIromancs
pa3opoc o coaepkanuto Fe ot 140 mo 480 ppm, Hf ot 90 1o 440 ppm u O ot 300 1o 800 ppm.
CyILecTBEHHOTO pa3ivyus HMCCICIOBAHHBIX MAapTHH TpyO M3 cCIIaBa HA OCHOBE Pa3IHMYHON
HUPKOHMEBON TyOku He BbIsiBieHO (Tabnuma 4.3). Takke Ha OCHOBaHMM Ja3€pPHOrO Macc-
criekTpomerpudeckoro ananuza (OMAJI-2) ormedaercs orcyrcrBre npumeceit K u Na B Tpybax
U3 CIJIaBa Ha OCHOBE IMPKOHKEBO# ryOku (1m.413-97).

YBenmuuenue conepxkanus Fe u O B criiaBe Ha OCHOBE JEKTPOIUTHUECKOTO IIUPKOHUS JI0
1500 u 1050 ppm, COOTBETCTBEHHO, HE MPUBEJIO K KAPJIUHAIBHOMY YJIYUIIEHUIO KOPPO3UOHHOTO
noBefieHuss B ycnoBusax BTO 06e3 pasButusi panHero jmHeiHoro okucienus mpu 1000 °C

(pucyHok 4.16).

Temmepatypa m.09-04 m.06-04
okucienus, °C (48 % D +40 % N + 12 % 06.) (70 % lM'amz + 17 % U + 13 % 06.)
1000 e T e

2000 ¢ /5,2 mr/em? / or1 198

1100

2587 ¢ / 14,4 mr/em? / O6p.41u 1818 ¢ / 14,4 mr/cw? / O6p.40u
Pucynok 4.16 — BHemnuii Bug 00pa3ios Tpy6 u3 ciiaBa ZrIND Ha OCHOBE 3JIEKTPOJIUTHYECKOTO
nupkonus (1m.09-04) u Ha ocHoBe ryouaroro uupkonus (1.06-04) mocie BTO npu 1000 u 1100 °C

O6pasupl Tpyd w3 cmiaBa ZrINb Ha OCHOBe DICKTPOIMTHYECKOTO IMPKOHHUS C
MOBBIIIEHHBIM cojiepkaHueM Fe u O oKucnanuce B mape ¢ oOpa3oBaHHEM Ha MOBEPXHOCTHU
HEOJHOPOJHBIX MO COCTOSHHIO U IIBETY OKCHUIHBIX IUIEHOK, TOrJa Kak oOpasisl Tpyd C
AHAIOTHYHBIM cojiepkaHueM Fe m O Ha ocHOBe T'y0YaToro IUPKOHUS MMETH Ha TMOBEPXHOCTH
YepHBIE, OJTHOPOIHBIE OKCHUJIHBIE MIEHKHU, aHATTOTUYHO oOpa3nam m.413-97, m.317-03, n.155-03 u
11.5080-08. B ucnbrranusix npu 1100 °C cymiecTBeHHOTo yiyuieHus noBeaeHus croiasa Zr1Nb
HAa OCHOBE OJJICKTPOJIMTUYCCKOTO ITUPKOHUS C TMOBBINICHHBIM cojaepxkannemM Fe u O He
obHapyxeHo. JlaHHBI (AKT CBUAECTEIBCTBYET O BIMSHUU JAPYTUX MPUMECHBIX 3JIEMEHTOB,

MpUCYIUX MPOUECCY NOJTYUCHUS HUPKOHUS.
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Tabnuna 4.3 — Pe3ynbTaTel onpeaeacHus IPUMECHOTO COCTaBa CIIMTKOB U TpyO u3 criaBa Zr1Nb

Ha OCHOBE ry04aToro HUPKOHUs (coaep:kaHue B pPpm)
Zr1Nb-T'dpp Zr1Nb-T'um3 Zr1Nb-T'dpp OO1iee
OneMeHT M3 BHIEI%HM M3 M3 BHI/CIIIgHM M3 Ml;lg]ca.eéﬁZET. M3
413-97 413-97 155-99 | 317-03 317-03 5080-08 5080-08 paszbpoc o
CIIUTOK TpyOa CIIUTOK | CIUTOK TpyOa CJIUTOK TpyOa CIITKAM

Fe 370-390 | 280-290 | 390-480 | 140-190 180 510 500 140-480
Ni <30 (6-8) <30 <30-32 17 <100 8 <100
N 35-39 - 23-29 <20-21 - 30 ND <20-39
C 61-65 - <40-46 51-88 - 50-60 ND <40-88
Si <40 4-15 <40 <40 5-15 <100 3 <100
Hf 96-110 - 88-100 | 410-440 - <100-100 200 88-440
Ti <30 35 <30 <30-32 15 <30 10 <30-32
O 500-600 - 390-520 300 - 820 ND 300-820
Cr <30-32 24-29 51-61 40-52 43 <100-100 30 <30-100
K <30 <1* <30 <30 - <10 <1 <30
Na - <1* - - - - <1 -
Cl <7 - <7 <20 - <10 <1 <20
F 0,6-1,4 - <30 <30 - <1 0,2 0,6-<30

* - mMepeHns Ha cepuitHoM nprudope DIMAJI-2 (1a3epHBIN Macc-CIEKTPOMETPUISCKHN METON);

ND — HeBo3MOKHO onpenenuTh; CO — crieKTpalbHO-OMUCCHOHHBIN aHAIN3

AHanu3 MPUMECHOT0 COCTaBa MCCIICIOBAHHBIX MAaTEPHAJIOB HE MMO3BOJIMII HA JaHHOM 3Tare
UCCJIC/IOBAaHMI OJIHO3HAYHO BBISIBUTH MPUMECh WM TPYIIY IPUMECEH, OTBETCTBCHHBIX 3a
pa3BUTHE PAHHETO JIMHEWHOTO OKHCIIeHUs. VICIoIb30BaHue TPOWHOMN IIMXThI IPH U3TOTOBJICHUH
crmaBa Zr1NDb, B koTOpoii Kakmas M3 IIMXTOBBIX COCTABIAIOMINX HMeEET (IIYKTyallud 1o
NPUMECHOMY COCTaBy B TpejeiaxX yCTaHOBJICHHBIX TPEOOBAHHMN ISl TMOYYECHHS HUPKOHUS
PEaKTOPHON YHUCTOTBI, MOXET OBITH OTBETCTBEHHOW 3a HECTAOMIIBHOCTH TMOBEJCHHS CIUIaBa B
ycnoBusix BTO. Ilpu 3ToM, Kakaplii croco0 MOJyYeHUS IUPKOHHUS XapaKTEPU3YETCs CBOMM
TIEPEYHEM TTOMYTHBIX PUMECEH.

DJIEKTPOTUTHUYCCKUIM TUPKOHUI IMOJYYaroT MyTeM SJIEKTposn3a (TOPIMPKOHATA KaJHs
(K2ZrFe) B pacrutaBe NaCl-KCl1 unu apyrux coneit (ZrFs, MgCl2) [157]. IIporecc mpoBoasT B
TepMETHYHBIX 3JeKTposn3épax npu Temmeparype 750-800 °C. OOmias peakius 3JIEKTPOIIH3a

3aIlUCBIBACTCS CIICAYIOIUMHA YPABHCHUSAMMU:

K,ZrFg + 4NaCl~ = Zrs + 4NaCly + 2KF: + ZClz(ra3) (4.1)

7K,ZrFg + 16KCl+ + 4C = 7Zr+ + 4CF;ClL + 30KF+ (4.2)
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[Tomy4yeHHBIN TakKUM 00pPa30M METAUTMUECKHUIN ITUPKOHUH, coepkuT octatku cosieir NaCl,
NaF, KCl, KF, koTopbie onagaroT B UPKOHUHN HA CTaJAMUSIX BCKPBITUS PYIbI, YAAICHUS TaQHUSL
u anekTpoausa [157]. B nanpHelimem npu mpoMBIBKE JIEKTPOIUTHYECKOTO IMOPOIIKA IIHPKOHUSI
B ropsiueid BoJie ¢ MOCJIeqyolIel onepanueil Cylku OCHOBHAsI YacTh OCTAaTKOB COJIEH yaamsieTcsl.
Kpome Toro, takue mpumechsie diaementsl kak Fe, Ni, O, Hf, K, Ca, Cl, Si nacieayrorcs or
ucxoaHoro ¢ropuupkonara kanus [158]. Takxe B mopomike npucyTcTByroT npumecu C, Mg, S
[159].

NoauaHplii TUPKOHUHN TOMYyYar0T METOJIOM TPAHCIOPTHBIX peakuuid (MeTon Ban-Apkerns)
IPU Pa3fioKEHUU TETPauoaAu]a HUPKOHUS. VICXOMHBIM YepHOBON METalll B BUJIE CTPYKKU WIIU
MOPOIIKA UPKOHUS B BaKyyMHUPOBAHHOM amIapaTe HArpPeBarOT ¢ ra3000pa3HBIM HOJOM, MPHU
temriepatype 10 300 °C mpoucxoaut oOpa3zoBaHuE Tra3000pa3zHOro coeauHeHust Zrls, xoTopoe
ocaxxgaercs Ha packaieHHyio g0 1300-1400 °C mupkoHHEBYIO HUTh, TUCCOLMUPYS Ha €&
MOBEPXHOCTU IUPKOHUHN U noA. OcBOOOAMBIIMICS TOCIE 3TOrO MPOoIiecca MOoJ BO3BPAILAETCS B
peaKIurio, B TO BpeMs KaK [IMPKOHUI KPUCTAIUTU3YETCS B BHJIC IPYTKOB ArUaMeTpoM 18-25 Mm.

[Tponiecc moauaHOTO pahUHUPOBAHUS ONTUCHIBACTCS CIICAYIOIIUM YPaBHCHUEM:

230-280°C 1300—-1400°C
ZrTBep,ElbIﬁ + 2]ra3 ? ZT']4 ? era(bHHHpOBaHHbIﬁ + 2]2 (43)

OurcTKa MUPKOHUS OT MIPUMECEH MTPOUCXOTUT BCIICJCTBUE TOTO, YTO IPUMECHBIC METaJLIBI
HEe 00pa3yloT JIETy4YHUX HOAUJIOB, & OKCHUJIbI, HUTPUIBI, KapOUIbl, MPUCYTCTBYIOIINE B UCXOMIHOM
CTPY’KKE WU MOPOIIKE, He B3aUMOJCHCTBYIOT ¢ MOAOM. TeM He MeHee, UUCTOTa MOy4aeMOoro
pH HOAMIHOM padUHUPOBAHUU ITUPKOHHS 3aBUCHT OT YPOBHS COJICpXKAHHS IpUMEce B
YEpPHOBOM METaJlIe M MOJe, OT MaTepraia UCIOJIb3yeMOro 000PYI0BaHMS U YPOBHS HATEKAHUS
BO3/lyXa B BaKyyMHYIO cucTeMy. B mporecce pa@uHHpOBaHUS MPOUCXOJUT OYMCTKA TIIaBHBIM
obpaszom ot mpumeceir N, O, Ca, Mg, Sn, F u Cl [160]. B mporiecce padhuHHpOBaHHS U3
YEPHOBOTO CBHIPhS HA OCAXIACMBIH IMUPKOHWA MOJHOCTHIO WJIM YaCTUYHO MEPEXOISIT MPUMECH
Hf, Nb, Fe, Cr, Si, Al, Ti, Cu, kotopsle Takke CIOCOOHBI 0OpPa30BHIBATH JICTYYHE HOIUIBI.
CrerneHb OYHCTKM MO BBIIEYKAa3aHHBIM JJIEMEHTAM 3aBHCHT OT TEMIIEPATypbl HCXOTHOTO
YEPHOBOTO IUPKOHUS M OT TEMIIEPATyPhl Pa3JIOKEHUs TeTpanoauaa upkoHus [161].

[Tomrydenne ry0uyaToro MUPKOHHS MeToJoM Kpoiia BKIIOYaeT TPU OCHOBHBIC CTaWH:
(1) ouncrtka TeTpaxyopuga IMUPKOHHS; (2) BOCCTAHOBJIEHHE TAPOB TETPAXJIOPHUAA ITUPKOHUS
pacmiaBIeHHbIM MarHueM; (3) BakyyMHas IUCTHIUISIMS W3 IHPKOHUEBOW TyOKH XJIOpuia

MarHusi ¥ n30bITKAa MarHus WM MPOBECHUE Tpoliecca BhlllenaynBanus ryoku [161].
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Peakiust BOCCTaHOBIJIEHHUS OIMCHIBACTCS CIICAYIONIMM ypaBHeHHEeM [161]:

ZrCléL(ras) + ZMg(X{I/I,E[K.) = Zr(ry6l<a) + ZMgClz(xcu[LK.) (44)

Takum oOpazom, moiyuyeHHasl IIUpKOHUEBas ryOka Oymer coxaepkatb octatku MgCly u
Mg. Ilpu nanpHelIIeld omepanuu BaKyyMHON AUCTHLIALNHKM Tpu Temmeparype 900 °C [162]
koHneHTpanus MgCl, u Mg OyieT yMEeHbIIAThCs, OJJHAKO TOTHOCTHIO YIAINUTh OCTATKH JTaHHBIX
BEIIeCTB M3 TyOKHM HEBO3MOXXHO. Takke mpolieccy NPOM3BOACTBA LIHUPKOHHEBOW T'yOKU
CBOMCTBEHHO Hakoruienue npumeceit Fe, Al, Si, Ti, Mn, Hf, C u ap. [163].

JanpHeiiimue dtanbl MoidydeHus ciautka criaBa ZrlND  BkirowaroT M3roToBJICHUE
IMHAPUYECKUX OpukeroB auamerpoM 10 300 MM ¢ mociemyroummM (GOpMHPOBAHHEM
pacxolyeMoro 3JeKTpoia U MPOoIeCC MHOTOKPATHOM IJIaBKH Ipu Temriepatype cBoimie 2000 °C.
CdopmupoBaHHBIE MPECCOBAHHBIE OPUKETHI U3 AIIEKTPOIUTUUYECKOrO TMOPOLIKA LHUPKOHUS
MOJABEPralT CHeKaHuro npu temreparypax cebimie 1100 °C B TeueHue He mMeHee 4 4acoB C
LEeNbl0 yAaJeHUs] U3 OpUKETOB BJIard U JIETKOJIETYYUX MpHUMECEH, a TakxkKe i1 CO3/aHus
MEXaHHYECKOM MpouHoCcTH OpukeTa [156].

B ciydae ciutka criiaBa ZrIND Ha ocHOBE TPOHHOM MIMXTHI K CTOJIOY CBAPEHHBIX MEXKIY
co00i1 OpUKETOB U3 JJIEKTPOJIUTUYECKOTO TMOPOIIKA IHMPKOHUS TMOJBS3BIBAIOTCS MPYTKU
MOJHUJIHOTO IUPKOHHS TMPH MOMOIIU IUPKOHHUEBOW MPOBOJOKHU ISl MPUAAHUS MEXaHUYECKOU
MPOYHOCTH CPOPMUPOBAHHOMY TAaKUM 00pPa30oM 3JIEKTPOAY.

B cnyuae BeimnaBku ciautka criaBa ZrlNb Ha ocHoBe 100 % ryGuaTroro HmupKOHHS
UCIIONIB3YETCS aprOHHO-AyroBast (A1 CITMTKOB Maccoil MeHee 60 Kr) Jaubo0 31eKTPOHHO-TTyueBas
CBapKa CTHIKOB MEXJly cTo10aMU OpUKETOB CIPECCOBAHHOM T'yOKH.

Ha craguu BBITUTaBKH CIUTKA TaKXKE MPOUCXOIUT YIAJICHHUE JIETKOJIETYYUX NMpUMEcel U
JaK€ YacCTUYHOE YAAJICHHE JIETUPYIOIIMX 3JIEMEHTOB U METAJUIMYECKUX mnpumecedl. Tem He
MEHEee, MOJHOTO YJaJIeHUuss NPUMECHBIX 3JIEMEHTOB B NPOLIECCE€ IUIABKM HE NPOUCXOAUT U
HaxXoJsIIKecs paHee B IUPKOHUU JIETKOJETY4YHe MPUMECH B BHUJIE COCIMHEHUI pacrajaroTcs U
nepexoasT B paciuiaB. BceneacTBue cBOe BBICOKOM XWMHYECKOM AaKTHMBHOCTH M MaJlod
pacTBOPUMOCTH B IUPKOHHMH, ocTaTku ranoreHoB F m Cl moryt BcTynmaTh B peakiuio ¢
METaJIaMH ¥ TPH OXJAKICHUH CIUTKa (OPMUPOBATH COCAMHEHHUS C ITUPKOHHEM WU C
OCTaTKaMU JIPyTHX MPUMECHBIX 3JIEMEHTOB, Takux Kak Na, K, Mg, Fe, Ca u ap. [Ipu sTom, Takue
coequnenust kak ZrFs, NaF, KF, NaCl, KCIl. MgCl> xapaktepu3yrorcs HEBBICOKOU
TEMIIepaTypoil TUIaBieHus B wuHTepBaje oT 714 mo 996 °C [164-166], uro o3Ha4yaeT uX

HecTaOMIbHOCTH B ycsoBusix BTO.

119



Takum 00pa3oMm, Ha KaXJOM BBICOKOTEMIIEPATypHOM JTale IMOJy4EHHUs CIMTKa CIUIaBa
Zr1NDb nporcxoauT yaneHne U3 MeTalia JISTKOJICTY4UX MpUMeceil 10 ONpeAeIeHHOro mpeena.
CreneHp YUCTOTHI MOJIYYAEMOTO CIUTKA IUPKOHHEBOIO CIUIaBa OYIET 3aBHCETh OT MCXOJHOTO
CBIPbsI, KOJINYECTBA MEPEIIaBOB CIIMTKA U OCOOEHHOCTEN Ipoliecca MJIaBKu.

AHnanu3 cnocoba NOMy4YEeHUs pa3iM4YHBIX BUAOB LHUPKOHUS PEAKTOPHON YHMCTOTHI
MOKa3bIBACT, YTO KApAMHAJIBHBIM OTIMYHEM DSJICKTPOIUTHYECKOTO, MOIUAHOTO U TyOuYaToro
croco0a MONY4YeHHs 3TOTO MeTajula SIBISETCS HAIW4Yhe B IEPBOM MpuMecH Qropa, 4To
COrJIacyeTcsi ¢ pe3ysibTaTaMd XMMHYECKOTO aHalli3a CIMTKOB M TpyO u3 cmiaBa ZrlNb Ha
OCHOBE 3JICKTPOJIMTHYECKOTO ITUPKOHMS (Tabmuna 4.2).

Ji UPKOHHUEBBIX TPYO €I1e OJHUM HCTOYHUKOM IPHUMECEH CIYXHUT UX TOBEPXHOCTD,
KoTopas GopMUPYETCS Ha OKOHYATEIbHON CTaAuU 00paboTKU TpyO IMyTeM onepanuii TpaBjieHus,
nuMOBKY UM MOJTHPOBKU. B ciydae 06paboTku TpaBieHHEM B pacTBopax, coaepxkammx HF,
IIOBEPXHOCTh MOJXKET 3arpsA3HUTHCS oOcTaTKaMu (GTopuoB. Takke MOXKET NPOUCXOAUTH
3arps3HEHUE TIOBEPXHOCTH Ha TPYOHOM Tepeserne CMa3KaMu, COAepKaluMu yriaepon. Takue
NPUMECH PAcIONIaraloTCsl B TPUIIOBEPXHOCTHOM CIIO€, TaK KakK IOMAJal0T Ha HUPKOHUEBBIE
TpyObl IpU OTHOCUTEIBHO HEBBICOKMX (KOMHATHBIX) TeMIlepaTypax M HE MOIYT
TupdyHaupoBats B riryOuny meramia. [Ipu mundoBke 3arps3HeHHBIN Ha MPeIblIyIuX 3Tanax
CIION ypmansieTcs W JOTOJHHUTENBHO CO3JAaeTCs HAarapTOBAHHBIA CJIOH, B KOTOPOM MOTYT
OCTaBaThCsl OKCUJIbI METAJUIOB OT MCHONb3yeMbIx nutrdoBanbHbix JeHT (Al203, Fe;03, Y203).
Bcé 310 MOkeT crmocoOCTBOBaTh MOBBIIIEHUIO KOPPO3HMOHHOM cToiikocTd Tpy6. OgHako, mpu
NPOJBWKEHUH (POHTA OKUCIIEHUS 32 MOAU(DUIIMPOBAHHBIA TAKUM 00pa30M CJIOH MOBEPXHOCTH,
MOJIOKHUTENBHBIN  A((EeKT ucue3aer, dYTO COrIacyercss C pe3yJabTaTaMH IPOBEICHHBIX
skcnepumentoB mpu 1000 u 1100 °C obOpasmoB TpyOd u3 cmiaBa ZrlNb mwa ocHoBe
SIEKTPOIUTHYECKOTO [IUPKOHHUS (PUCYHOK 4.8).

B pa6ore [167] Ha ocHOBe ()eHOMEHOJIOTUYECKUX MPEICTABICHUI 0 MEXaHU3ME BIMSHHUSA
Ha BBICOKOTEMITEPATypHOE OKHCICHHE PA3JIMYHBIX MPUMECEH, MPUCYTCTBYIOIINX B IIMPKOHUU B
3aBHCUMOCTH OT Croco0a ero MOJy4eHHs!, CBA3BIBAIOT MPUYMHY PA3BUTHs PaHHETO JIMHEHHOTO
OKHCIICHHUsI LIMPKOHUEBBIX CIIJIABOB HAa OCHOBE AJIEKTPOJIMTUYECKOTO IIMPKOHMS C OCTATOYHOM
npuMechio (propa, comyTcTByomEel (TOPUAHON TEXHOJIOTMU MOIYYEHHUS ANIEKTPOIUTUIECKOTO
nopoika. HectaOunbHble W moJBuxkHBIE HOHBI propa B ycnoBusix BTO muddynaupyror k
MOBEPXHOCTHOMY OKCHIHOMY CJIOIO, W JIMOO TOMAJar0T B OKCHI ITUPKOHHS, 3aHMMas MecTa
KHCJIOPOAHBIX BaKaHCHUH, MO0 yaasstoTcs U3 Metaiia (pucyHok 4.17a). Haxonsce B coctase
OKCHJIa LIUPKOHUS, HOHBI (hTOpa CIOCOOCTBYIOT OOPa30BaHUIO CTEXMOMETPUYECKOTO OKCHJA.
DTOT MpoIIeCcC MPH CKOIICHUSX HOHOB (PTOpa yCHIIMBAET BOCTIPHMMYUBOCTD JIOKAJTBHBIX 00acTei

K 00Jiee UHTEHCHBHOMY OKHCIICHUIO (pUCYyHOK 4.170).
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Cnoii a-Zr(0) conep:xamuii p-Zr
npocaoiiku odoramenusie Nb

: N
Yt Aromurdropa

c axis B o F

Obnacru okcuna, coxepxkamue HOHbI Gropa, HMEIOIHE
foJ1ee BHICOKYIO 10JIH0 MOHOKJIMHHOIO OKCH/IA

a1l ax'i's
a) 0)

Pucynok 4.17 — DnemenTapHas siueiika TMOKCUIa LIUPKOHUS C PACIOI0KEHUEM KUCIOPOAHBIX
BAaKaHCHIA (2) ¥ CXeMa JIOKAIbHOTO TTOBBIIIEHHOTO OKUCIICHHSI, BBI3BAHHOTO MPUCYTCTBUEM
noHOB (Topa (0) [167]

JlaHHOE YTBEpXKJICHHWE COBMIAJACT C pPe3yJbTaTaMH IPOBEICHHBIX JKCIEPHUMEHTOB U
Haubosee oTueTIMBO 3aMeTHO npu Temneparype 1100 °C. Psa obpasuoB TpyO ¢ conepkaHueM
npuMmecu $Topa Ha YpOBHE 2 ppm OKHUCISIIUCH C 00pa30BaHHWEM TOYEYHBIX YYaCTKOB CBETJIO-
ceporo okcuaa, 6e3 o0pa3zoBaHMs YEHIyHYaTON pacTPECKUBAIOLICICS M OCBIMAONICHCS OKCHIHOMN
wieHkH (pucyHok 4.10).

[Tory4yeHHas 3aBUCUMOCTh HHKYOAITMOHHOTO TIEPHOA PA3BUTHS JIMHEWHOTO OKUCIICHUS OT
TEMIEpaTypbl TaKKe yKa3blBaeT HAa BO3MOXHOE BIUSHUE OCTaTKOB (TOPUAOB B
AIIEKTPONUTUYECKOM IupkoHuu. Kak BuaHO u3 pucyHka 4.3, Hambonblias HWHTEHCUBHOCTH
pa3BUTHS JMHEWHOTO OKucieHHs npoucxoauT BOmm3u 1000 °C, 4Tro cOOTBETCTBYET 00JACTH
Temmeparyp Ga3zoBoro mepexoja B OKCUe IMUPKOHUs. [ToMUMO 3TOTO, IPU TEMIIEpaTypax BhIIIES
700 °C moBsIaeTcsi HECTAOUIBLHOCTD JIETKONETYYUX COSAMHEHH, KOTOPhIE MOTJIM OCTaThCS B
CIUIaBe TMOCIE BBIMJIABKHU CIMTKA, HAIPUMEp, TaKHe KaK TajoreHbl COMyTCTBYIOIIUE MPOIECCY
MOJTyYeHUs AIEKTpoInTHIecKoro nmopotka mupkorus — NaF, KF u npyrue. [Ipu Harpese criaBa
Bhitie 700 °C maHHBIC COSAMHEHUS CTAHOBATCS HECTAOMIIBHBIMU U TPU WX JAJIbHEHUIIIEM pacriaje
MoryT nudGyHAUPOBATH HA TPAHUILY pa3fielia «METaI-OKCUI.

C yBenuueHueM TemrmepaTypbl OyAeT BO3pacTaTh MOJBUKHOCTH OOIIET0 KOJIWYECTBA
MPHUCYTCTBYIOIIUX B METAJUIC PACHAJArOIINXCs cOeaUHCHUUH. OIHOBPEMEHHO C YBEIHYCHUEM
TEMIEpaTypbl HA HECKOJIBKO MOPSIKOB BO3pacTaeT, U Juddy3us KUCI0poia B OKCUTHOU IIIEHKE
U B mojaokucHoMm cioe a-Zr(O) [168], uro 3arpyaHseT MOaXoa K TpaHMIE pa3jielia «MeTalll-
OKCH/I» HecTaOUIbHBIX aToMOB. JlaHHBIM ¢akT o0bscHseT cHumwxkenne mocie 1000 °C

WHTEHCUBHOCTHU PA3BUTHS JTHHEHHOTO OKucieHus 1 yxke mpu 1200 °C Ha moBepxXHOCTH 00pa3IioB
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TpyO criaBa Ha TPOMHON MIMXTE MOSBIIAIOTCS TOJIHKO TOUEYHBIE 00IACTH CBETIO-CEPOrO OKCHA,
OpU 3TOM KHHETHKAa OKHUCJIEHHS M YPOBEHb OCTATOYHOM IJTACTUYHOCTU TPAKTHUYECKH HE
OTIIMYAIOTCS OT TPYO CITaBa Ha OCHOBE TYOYaTOro MUPKOHUS (pucyHkH 4.1, 4.2).

Ha BausHue octaTouHbix (GTOPUIOB B MOBEPXHOCTHOM cioe mpu BTO yka3bIBaeT Takxke
9KCIEPUMEHT, B KOTOPOM HcCIeoBalich Moanukanmu ciutasa ZrlNb. M3-3a Hanuuus siBHBIX
CJICZIOB 3arpsA3HEHUs Ha HApPYKHOW MOBEPXHOCTH MCXOAHBIX 00pa3loB TpyO OHU U 0Opa3IbI
ceunerenn u3 cruaBoB ZrINb (m.705-99) u ZrlNb(I'dp) ObuiM mOABEprHYTHI ONEpaLUsM
Tpasienus B pactBope 30 % H20 + 30 % HNO3 + 30 % H2SO4 + 10 % HF ¢ nocnenyromeit
IeJI0YHOM 00paboTkoi. Onepamus mIeT0YHOH 00pabOTKK Oblja BBHIMOJHEHA C HapylICHUEM
TEMIIEPaTypPHO-BPEMEHHOTO PEXHMA, YTO, MO-BHAMMOMY, MPHBEIO K HEMOJHOMY YAAJICHUIO
OCTaTOYHBIX (ropunoB ¢ moBepxHOcTH. Jlampueimme ucnbitanus Ha BTO mpu 1100 °C
MOKa3aJii, 4YTO CKOPOCTh OKHUCIEHUS BCEX UCCIEIOBAaHHBIX B AKCIEPUMEHTE 00pa3lioB, BKIHOYAs
KoHTpoJsibHbIE 11.705-99 u 1.413-97, Bo3pocna B 1,5-2 pa3a. Ha HapykHOH NOBEPXHOCTH
obpasioB 11.705-99 3a ~ 300 cexkyHa oOpa3oBaiiach CIUIONIHAS Oeias pacTPECKUBAIOMIASICS |
OCHIMAOIAsICS OKCHIHAS TUIeHKa, a Ha oOpasuax 1m.413-97 Ha ¢oHe yepHOI OKCHIHOW TUICHKU
oOHapy»XeHbl cjelbl MOOeNeHU U TOYEeYHbIE OKCHUIBI OeNOoro IBeTa. YpPOBEHb OCTATOYHOMN
IUIACTUYHOCTU TakKuX 00pa3uoB cHuzmics B 10 pa3, mo cpaBHEHHIO C paHee MPOBEACHHBIMU
uccienoBanusMu (tadbmuna 4.4).

Husa crmaBa ZrINb(I'pp) wammuwme npu 1000 °C JTHHEHHOrO OKHUCICHHS MOXKET OBITH

CBsI3aHO C ocTaTkamu B criaBe coeaunenust MgClz ¢ temneparypoii kunenus 714 °C [169].

Ta6nuna 4.4 — Pesynbratel ucnsitanuii Ha BTO npu 1100 °C o0pasuos tpy0 u3 crutaBa Zrl1Nb
(11.706-99) u ZrINb(T"¢dp) noce maboparopHoit 00pabOTKH MOBEPXHOCTH TPABICHUEM

Homep | Howmep Jmwr. YV nenbHbIi . OcraTouHas

2 Buemnnii Bun
napTuu | odpasua | OKUCH., C | MPHUBEC, MI/CM IJIACTUYHOCTD, %
705-99 21 289 8,5 0,2
705-99 22 295 8,2 -
705-99 23 315 7,9 0,6
413-97 24 350 8,4 14
413-97 25 332 8,3 -
413-97 26 313 8,9 1,5
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4.2 Biausinue pa3sHOBHIHOCTH IIMPKOHHUS HA JIMHeiiHOe okucenne cmiasa Zr-1%Nb

s ompeneneHusl BIMSIHMSI pa3HbIX BHUJIOB LIUPKOHMSI B KAaueCTBE IIMXTOBOM OCHOBBI
cruiaBa ZrINb W mOATBEpKIEHHUS] TUIOTE3bl O BIMSHUM OCTATKOB (TOPUAOB B HCXOJIHOM
MeTayyie Ha mnoBelneHue B ycinoBuax BTO mnpoBeneHbl CpaBHUTENbHBIC HWCHBITAHUS IPU
temneparypax 1000, 1100 wu 1200°C 71py6 © 9,10x7,73 MM H3rOTOBJICHHBIX U3
9KCIEPUMEHTAIBHBIX CIUTKOB ciutaBa ZrlNb, BeiutaBieHHbix pasgenbHo (mo 100 %) wu3
anekTponutudeckoro (), noauanoro (M) u rybuatoro (I') uupkonus. MoauaHeiit 1 ryouaTsiit
UPKOHHH, B JAHHOM Cllydyae, MoJydyasld MepepadoTKON IIMPKOHMEBOTO TPOKaTa W3 CILIABOB,
BBIIIIABJICHHBIX HA TPOMHOM IIMXTE.

Jns comocTaBieHMs, aHAJIOTMYHBIE HKCIIEPHUMEHTHI MPOBEACHBI Ha o0pa3nax Tpyo
0 9,5x8,33 MM, U3rOTOBJICHHBIX M3 MpOMBIIUIEHHOr0 ciautka ciuiasa ZrINb(WCh) na ocHose
ryoku ¢upmer «Wah Chang». Bce ciuTku BbIIUIaBIE€HBI JBOHHBIM BaKyyMHO-IYTOBBIM
neperuiaom (B/IT). Tpyoer @ 9,10x7,73 MM uMenu TpaBICHYIO MOBEPXHOCTh CHApYyXH M
BHYTpH. TpyOst O 9,5x8,33 MM umenu numdoBaHHYI0 HapyKHYIO W TPaBJICHHYIO BHYTPHU
MOBEPXHOCTh. MUKpOCTPYKTYpa HCCIIEJOBaHHBIX TPyO HE3aBUCUMO OT LIMXTOBOW OCHOBBI
CIUIaBa XapaKTepU30Balach CpPEIHUM pa3MepoM 3epHa 3-4 MKM U CpeAHMM pa3MeEpoM
BbIJIeIIeHU# yacTull BTopoit ¢assl (B-Nb) 45-50 am.

CogepxaHue mnpuMeceid B HUCXOAHBIX MaTepuanax, CIHTKaX M TOTOBBIX TpyOax, IO
KOTOPBIM HaO0aNoch pasznuuue, mnpuBeneHo B Tabnuue 4.5. CoxpepxaHue OCTaIbHBIX
npuUMecei HaXOAUJI0Ch Ha OJJTHOM, TUITHYHOM Juts crutaBa ZrIND, yposHe.

Cymmapnoe coaepxkanue npumeceit Ni, Si, Al u Cr B cIiaBax HaxOUJIOCh B AMAINIa30HE OT
100 o 135 ppm, u paznuuue 3T0 He3HAYUTENbHOE. [Ipr 3TOM HEraTUBHOTO BIMSHUS YKa3aHHBIX
AJIEMEHTOB Ha BBICOKOTEMIIEPATYPHOE OKUCIIEHHE LIMPKOHUS MO MyOnuKausM He oTMeueHo. U3
IPUCYTCTBYIOIIUX B TaOnuie 4.5 NpUMECHBIX 3JIEMEHTOB, OKa3bIBaTh BIMSHHME HA OKHCIIEHUE
nupkonus Moryt C, Nu F.

OmHoit m3 ocobenHocTedl coctaBa crmuiaBa ZrlNb-D, mo cpaBHeHuro ¢ apyrumu
paccMaTpuBaeMbBIMU CIUIaBaMHU, SIBISIETCS TOBBIIMICHHOE cojaepxkaHue ¢rTopa 1o 5-6 ppm B
oOpa3iax ciauTKa U TpyO, YTO OTIMYAETCS OT MaTepUajoB M3 CIUIABOB HA OCHOBE MOJUAHOTIO U
ry0uaToro nupKoHUsA. YpOBeHb cojaepkanust ¢propa B criaBe Zr1Nb-D cormacyercs ¢ maHHbIME
s cmaBa ZrINb Ha TpoliHOW MIMXTE ¢ YYEeTOM MEHBIICH JIOJIM B TOCICTHEM
ANEKTPOIUTUUYECKOTO HUPKOHUSA (~ 60 %).

WcnbiTanus mokasaim, 9YTO B 3aBUCHMOCTH OT BHJIa IIMPKOHUEBOW OCHOBHI criaBa ZrlNb
nporiecc okucieHus npu 1000 °C oOpasmnoB TpyO mporekaer mo-pasHomy (pucyHok 4.18). Jlns

craBa ZrlNb-D Habmiomaercss paHHee JMHEHHoe okucieHue yxe nocie 400 cexkyHn
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B3aUMOJICHCTBUS C BOASIHBIM MapOM, YTO MPAKTHUYECKH aHAJIOTMYHO cIutaBy ZrINb Ha TpoiHOH
muxTe, 1 KoToporo 31oT 3ddekr nacrynan nocie 300-500 cexynn. [nsa crutaBa Zr1Nb-I'
pa3BUTHE JIMHEHHOTO OKUCIIEHUs He HalmonaeTcs BILIOTh 10 36000 cexyH[, Kak U AJs CIUIaBa
ZrINb(WCh). Ha xunernueckoi KpuBoW okucieHus cruiaBa ZrlNb-M mocme 7000 ¢ u 1o
12000 ¢ nabmroaeTcsi y4yacTOK YCKOPEHHSI OKHCIIEHHUS, OJHAKO 3aT€M CKOPOCTh OKHCJICHHS
3aTyXaeT, ¥ €ro KHHETHKA MPOJI0JDKACT UJITH 110 TapadoIuvdeckoMy 3aKkoHy (pucyHok 4.18a).
OcMOTp BHEIIHETO BUJIa OKUCIEHHBIX 00pa31oB nokasan (pucyHok 4.186), uto oOpasusl u3
criaBoB Zr1Nb-I" u Zr1Nb(WCh) okucnsnuck ¢ o0pa30BaHUEM TEMHBIX IUIOTHBIX OKCHIHBIX
mieHok. Okuciienne o0pas3ioB u3 ciiaBa Zr 1 Nb-U nporekano ¢ odpazoBanrem Ha (GoHE YSPHOH
OKCHJTHOY TIJICHKH y4YacTKOB IMOOEJIEBIIEro OKcuaa 0e3 pacTpeCKUBaHMs M OChIMaHus. VM TOIbKO
OKHCJIeHHe 00pa3ioB W3 cruiaBa ZrlNb-D TpoXoawio ¢ HHTCHCHUBHBIM 0O0pa3oBaHHWEM Ha
HapyXKHOW U BHYTPEHHEH MOBEPXHOCTH PACTPECKHUBAIOIIMXCS M OCHIMAIOIINUXCS MIIEHOK Oenoro
1BeTa. Pesynbrarhl onpeneneHus coiepikanus BOJOPOa B OKUCIEHHBIX 00pasiiax MOKa3bIBaIoT,
4yT0 HAOIIOaeTCs MpsSIMasi B3AaMMOCBSI3b YBEIIMUSHUS MOTIIOMIEHHOTO Bogopoaa (pucyHok 4.19a)

C JIMHEHHBIM OKHCJICHHEM Ha pucyHke 4.18a.
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Pucynok 4.19 — Coneprxanue Bogopoa B oopasuax tpy0 u3 criaBoB ZrINb ¢ pasnuynoii
LIUPKOHUEBON OCHOBOH (a) M YPOBEHb MX O0CTaTO4HOM rutactuunocty npu 20 °C (6) mocie
okucnenus mpu 1000 °C

2000

PesynbTaTsl HccaenoBaHus MUKPOCTPYKTYpbI OKUCIeHHBIX B nape rnpu 1000 °C oOpa3ios
TpyO u3 craBa Zr1NDb, pa3nuuaromuxcsi IMPKOHUEBOH OCHOBOM, MOKA3bIBAIOT, YTO HApPaBHE C
pa3IMYHON CTENEeHbI0 HACBHIIEHUS BOJOPOAOM IIpU OKHCICHMM HaOII0AaeTcsl pa3inyHoe
pacripesielieHue KHUCIopoJa IO TONIMHEe cTeHKH obOpasua (pucynok 4.20). Ilpu oxucneHuu
obpasnoB cmiaBa Zr1INb-D moriormaemslii KHCIOPOJ B OCHOBHOM IIel Ha o0Opa3oBaHHeE
OKCHJIHOW IJIEHKH, C POCTOM KOTOPOM, MO/ AEHCTBUEM BHYTPEHHUX HAIPSIKEHHUI MPOUCXOANIIO
e pactpeckuBaHue W otrciauBaHue. OOpa3oBaHHE TPEIIMH B OKCHJIHOW IJICHKE MPUBOAMIIO K
MHTECHCUBHOMY MOIVIOIIEHUIO BOJOPOJAa M YCKOPEHHIO Ipolecca okuciaeHus. Kpome toro,

MOTJIOUICHHBIA MpPU OKHUCIIEHUU BOJOPOJ YBEIMUMBAJ pacTBOPUMOCTH KHCIIOpoaa B P-dase, o



YeM CBHJICTEIBCTBYET HAJIMYHME M30JMPOBAHHBIX MacTUH o-Zr(O) B CTpykType 00pasmnoB Tpyd
MI0CJIEC OXJIAXKICHUSI.

C npyroii ctopoHsl, okuciaeHue oopasios cmiaBoB ZIINb-I' u ZrINb(WCh) npoxoauiio ¢
NpeuMyIIeCTBeHHON auddys3ueil kuciaopoga BrIyOb MeTauia. TONIMHBI 00pa30BaHHBIX
OKCHJIHBIX IUIEHOK Ha oOpasiax ciuraBoB Zr1Nb-I' u ZrINb(WCh), o cpaBHenuro ¢ obpasiamu
criaBa ZrINb-D, menbiie B 2-3 pa3sa, B To Bpems Kak ToJMmuHbI o-Zr(O) ciost 1 00beMHast 101t
«ex-Pr»-ta3el cunpHO paznuyarorcs (pucynok 4.20). Ilpouecc okucienuss oOpas3loB CIulaBa
Zr1INDb-U1 HOCHIT IPOMEXYTOUHBIN XapakKTep.

C yBenmuueHHEM TEMIEpaTypbl OKHUCIEHHS pas3nuuus B noBeneHun T1pyd ZrINb

YMCHBIIAKOTCA.

K s

«ex-p»

8) ZFIND-T / 37120 ¢ 1) ZrINb(WCh) / 36000 ¢

Pucynok 4.20 — MukpoctpykTypa 00pasioB Tpy6 u3 criasa ZrIND Ha ocHoBe ry6uaToro
rupkonus mocie BTO npu 1000 °C: a) ZrINb-3; 6) Zr1Nb-U; 8) Zr1Nb-I'; r) ZriNb(WCh)

ITpu 1100 °C gms obpasios crmaBa ZrINb-D 3adukcupoBaH mepexoa K JIMHCHHOMY
OKHCJICHHIO TIoctie BeiAepkKu 880 cexyH 1 (pucyHok 4.21). Takoe moBeneHne 00pasoB U3 CIiaBa
ZrINb-D sBHO OT/IIMYaeTCss OT KUHETHKH OKUCIICHHS TPU ITOM Temrieparype o0pasIoB CIulaBa
Zr1Nb Ha TpOHHOI MIUXTE UCCICIOBAHHBIX paHee, I/Ie EPEeX0/l OT MapaboINYECKO K TMHEHHON

3aBHUCHUMOCTH OKUCIICHUS B ITPOLICCCC OIbITAa HE Haﬁmoz[anc;[ BIIJIOTH 10 2200 CCKYHAI.
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IIpu Ttemnepatype okucienuss 1200 °C KOpPpO3MOHHOE TOBEICHUE W OXPYMUHUBAHUE

obosoueunbix TpyO u3 cruiaBa ZrlNb B 3aBucuMOCTH OT BHIAa MCIOJIB30BAHHOTO IMPKOHUS

CYIIECTBEHHO He oTiu4aeTcs (pucyHku 4.22 u 4.23).

VieabHslii IpuBec, Mr/cm?
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Pucynok 4.21 — Kuneruka oxucnenus rnpu 1100 °C (a) u Buemnwmii Bua (6) 06pas31oB u3 crjiaBa
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Pucynoxk 4.22 — Kuneruka oxucnenus rnpu 1200 °C (a) u BHermHwMiA B (6) 00pa31oB U3 crijiaBa

Zr1NDb Ha pa3mu4HON IIUPKOHHEBOH OCHOBE
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Pucynok 4.23 — MukpoctpykTypa 00pasioB Tpy6 u3 criasa Zr'INb Ha ocHoBe ry6uaToro
upkonust mocie BTO npu 1100 °C u 1200 °C: a), x) ZriNb-3; 6), e) Zr1Nb-U; B), x) Zr1Nb-T";

r), 3) ZrINb(WCh)
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4.3 CTpyKTYypa OKCHIHBIX IJIeHOK mocjae BTO

B kadecTBe MaTepualioB HcCeA0BaHuUs BEIOpaHbl oOpasipl ociie ucnbitanuii Ha BTO npu
1000 °C, uMeromux pa3anyHOE MTOBEICHUE:
1) oOpazen TpyObl u3 cruiaBa ZrlNb-D, xapakTepu3yroOUIMHCS PaHHUM MpPOSIBICHUEM
JIMHEMHOI 0 OKHCJICHMUS,

2) o6pasipl Tpy6 u3 crutaa ZrINb(I'dp), xapakTepu3yomuuecs MposBICHHEM JIMHEHHOTO
OKHCIIEHUS TIPH JumuTenbHOCTIX 6oee 7000 c;

3) oOpasupl TpyO w3 crmaBa ZrlND-I', ams koTophix He HaOIIOAAETCS TMPOSIBICHHE
nuHenHoro okucnenus B reuenue 36000 c.

OO0pa3upl OKCUIHBIX IUIEHOK ISl 3JIEKTPOHHO-MHKPOCKOIMMYECKUX HMCCIeIOBAaHUN OBLIN
MOJITOTOBJICHBI B CPEAHEH 0 TONIIMHE YaCTH OKCUIHOM IJICHKH.

TOM wuccrnenoBanus MoKaszald, YTO CTPYKTypa OKCHUIHOM TIJICHKU MPEJCTaBIsET COOOMU
MOHOKIMHHYIO ~ Moaudukanmuio ZrOz, YTO TOATBEPKIACTCS  MHUKPOAU(PPAKIIMOHHBIMU
uccienoBaHusiMu (pUCyHOK 4.24). Pacder 3ieKTpoHOrpaMM IOKa3all, 4TO MapaMeTphbl PelIeTKU
MOHOKIMHHONW Mopudukamuu dassl ZrOz pasusl: a=5,07 A, b=5,11 A, ¢=5,27 A, c/a=1,04.
Pazmep 3epeH MOHOKIMHHONW MOTU(MUKAINKA OKCHIa MUPKOHUS cocTaBmwi S50 + 800 um. MHorue
3epHa MOHOKIUHHOH (ha3bl ZrO2 comepxaT TBOHHUKH.

[Ipu npoBeaeHUH PEHTTEHOBCKOTO JHEPrOJUCIEPCHOHHOTO MHUKpOaHalu3a He ObLIOo
YCTaHOBJIEHO KaKUX-TMOO OTKJIOHEHUH OT cTexuoMeTpuueckoro cocraBa ZrOz. Cogepxannie Nb
B OKCHIHOH TJIEHKE COOTBETCTBOBAJIO €T0 coAepkaHuio B MeTaiuie (~ 1%).

B oxcugHOl mUleHKE BceX BapHaHTOB OOpa3lOB IIOCIIE OKHCIEHUS OOHapyKEeHO
npucyTcTBue ae(eKkToB B BHIE MUKponop (pucyHok 4.24). B OKCHAHBIX IJIEHKax 00OpasIoB
cmwiaBa ZriNb(I'dp), B otmune ot obpasuos crmaa Zr1IND-T', ¢ yBenmueHueM minTenbHOCTH
OKHUCJICHHUS TPOUCXOAUIIO0 HakoruieHue nedektoB. s obpasnoB u3 crmaBa Zrl1Nb-D ynanock
MOATOTOBUTh O00BEKTHI Isi TOM muccneoBaHUN OKCHIHBIX TUIEHOK TOJIBKO C JITUTEIHHOCTHIO
okucnenus He 6omnee 1350 c. [lna Gonee MpoaOIHDKUTEIBHBIX JUIMTETBHOCTENH OKUCIICHUS TaKue
OOBEKTHl M3 OKCHUIHBIX IUIEHOK TMOATOTOBUTH HE TMOJYYHJIOCh U3-32 HX CHJIBHOTO

pacTpCCKUBaHUA U OCBIIIAHUA B TPOLECCC BBIPC3KU.
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Pucynok 4.24 — MukpoCcTpyKTYpBbI U 3JIEKTPOHOTPaAMMbI OKCUIHBIX IJICHOK Ha 00pasnax Tpy0 u3
crtaBa Zr1NDb B 3aBucuMocTH OT mutenbHOCTH okucaeHus mpu 1000°C B cpezie BOASHOTO mapa
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Konnentpanus mukponop B obpasmnax nocie BTO ompeznenena Ha OCHOBaHWHU TMOJCYETA
KOJIMYCCTBA MTOP B PA3JIMYHBIX yUaCTKax OKCHHHOﬁ IIJICHKHW Ha MPIKpOI/I306pa)KeHI/I$[X C Y4€TOM HX
yBemmmueHust (x50000 — x200000) kpat. KosnuecTBEHHbIM MOACYET TPOBOAMIICS IO CIEIYIOLIECH
dopmyie [170]:

N - M?
S-t

rae N — KOJIHUYECTBO MOp B UCCIIEAYEMOM YUaCTKE;

p = (m~3) (4.5)

S — momazk n306paXenns, M2 (HampuMep, 5 cM X 8 cM = 5x1072 x 8x102 m?);
M — yBennuenue Ha n306pakennu (Hampumep, 100x10°%);

t — TommuHa uccneayeMoro obpasua, M (Hampumep, 1000 A = 100x10°m = 1,0 X107 m).

Ha ocHoBaHu# mosydyeHHBIX NAHHBIX BHJIHO, YTO KOHIEHTPALMU MHUKPOMOP B OKCHUIHOU
wienke oOpasna ZrlNb-D mocie 1350 cexkyHA OKHCIEHHUS COMOCTaBUMAa C KOHIIEHTpalueu

MuKponop B oopasiie ciutasa Zr I Nb(I'dp) nocie 14240 cexyn okuciaeHus (pucyHok 4.25).
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;[IIHTG.TII:HOCTI: ORHCJ/JICHNSA, C

Pucynok 4.25 — 3aBUCUMOCTb KOHIIEHTPALUU MUKPOIIOP B OKCHIHOM IUIEHKE 00pa3lioB U3
craBa Zr1ND B 3aBUCHMOCTH OT IIMPKOHUEBOI OCHOBBI M JITUTEIEHOCTHIO OKHCIICHUS B CPE/ie
BoastHOrO napa mpu 1000 °C

Takum oOpa3omM, oOHapy>Ke€Ha B3aMMOCBS3b O0pa30BaHMs U yBEJIHMYEHHUS KOHIEHTpaIUu
MHKPOTIOp B OKCHIHOH TIJICHKE C pa3BUTHEM JHHEHHOTO okucieHus criasa ZrINb mpu 1000 °C.
OneHoyHas KOHLEHTPALUS MHKPOIOp, MPH KOTOPOM MNPOMCXOAMUT MEpexoa K JIMHEHHOMY

OKHCIIeHHI0, coctaBsier 6108 M3,
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4.4 BuiBoanl o riase 4

1. B ycnosusx BTO B cpeme BomsHOro mapa B auamnazoHe temmeparyp ot 800 mo
1200 °C ormeuaeTcs pa3inyue B MoBeaeHUH cruiaBoB Zr-1%Nb Ha TpoiitHo# muxTe 1 Ha OCHOBE
nupkonueBor ryoku. CrutaB Zr-1%Nb Ha TpoitHO# mMXTe ¢ OCHOBOM M3 3JEKTPOJIMTHYECKOTO
UPKOHUS XapaKTepU3yeTcs HECTaOMIbHBIM KOPPO3UOHHBIM MOBEJICHHEM U HAJHMYUEM PAHHETrO
JUHEHHOTO OKHMCJICHHsI, HanboJiee MHTEHCUBHO TposBiisitomierocs npu 1000 °C, 9To mpuBOIUT K
pPE3KOMYy OXpPYIUYMBAHUIO MaTepuaja BCJEICTBUE HHTEHCHUBHOIO IMOTJIOLICHUS BOAOpOJA U
kucinopona. CmnaB Zr-1%Nb Ha ocHoBe ry04aTroro IHMPKOHHS JIEMOHCTpUPYET Oosee
CTa0WIbHOE KOpPpO3MOHHOE TMoBeneHue. Tem He weHee, npu Temmeparype 1000 °C B
3aBHCHUMOCTH OT COpTa HCHOJB3yeMOro ry04yaToro LUPKOHMS, WM TPU €ro pa3daBlieHUU
HOJMIHBIM U SJICKTPOJUTUICCKUM ITUPKOHUEM, CIiiaB Zr-1%Nb MoKeT mposBIasSTE CKIIOHHOCTb
K Pa3BUTHUIO JUHEHHOIO OKUCIIEHUS IpU JUIUTENbHOCTAX cBbliie 5000 c.

2. YCTaHOBIJICHO, YTO HECTAOMIIBHOCTH MoBezeHus cruiaBa Zr-1%Nb Ha TpoliHo# mmxTe
C TPOSIBICHUEM JIMHEHHOTO OKHMCIICHHS CBSI3aHA C DJIEKTPOJIUTHYECKHM IIMPKOHUEM B KayecTBE
ero muxToBoi ocHOBBI. CriaB Zr-1%Nb-3 na 100 % OCHOBE 3JEKTPOJIUTHYECKOTO [TUPKOHUSI
IPOSIBUJI OOJBIIYI0 CKJIOHHOCTH K JinHeHHOMY okuciieHuto npu 1000 u 1100°C no cpaBHEHHUIO
co cruaBoM Zr-1%Nb na tpoitnoii mxTe. B Toxxe Bpems cruiabl Ha 100 % OCHOBE MOAMIHOTO
u Ha 100% ocHoBe ryObuaToro IMPKOHUS MOKa3alud OTCYTCTBUE PAa3BUTHUSI PAHHETO JIMHEHHOTO
okucnenus npu BTO.

3. Tlo pesynbraTaMm BBINOJIHEHHBIX HCIBITAHUN Ha BBICOKOTEMIIEPATYpHOE OKHCIICHHE,
aHaJIM3a XUMHUYECKOTO0 COCTaBa M TEXHOJOTHMU IIOJYyYEHUS MCCIEIOBAHHBIX MaTepHUajoB
HKCIEPUMEHTAIbHO TOATBEP)KJICHO HEraTUBHOE BIUSHHME TIpuUMecH (rTopa Ha pa3BUTHE
JUHEHHOTO OKHCIICHMs, BBICKa3aHHOE paHee B IMyOJIMKAlMU Ha OCHOBE (DEHOMEHOJIOTHYECKUX
npencrasiaenuii. [lpucyrctBue B crutaBe Zr-1%Nb  nmerkonmeryumx mnpumeceidt, BKIOYas
OCTaTOYHYI0 IpUMech (PTopa B KOJIMUECTBE 2-5 PPM, MPUBOIUT K PA3BUTHIO PAHHETO JIMHEHHOTO
okucnenus. C yBelIMYEHHEM coJiepaHus (Topa B CIJIaBE OTMEYAeTCsl YCHJIEHHE JaHHOTO
apdexra.

4. HccnenoBaHue CTPYKTYPbl OKCHUIHBIX TUIEHOK IMOCIE OKHCIEHHUS B Cpele BOJSHOTO
napa npu 1000 °C BbISIBMIO B3aUMOCBSI3b 00pa30BaHUSl U yBEIMUYEHUE KOHIIEHTpPAILMM TOp C
pa3BHTHEM JIMHEHHOTO OKMCIeHHs cruiaBa Zr-1%Nb BHe 3aBucMMOCTH OT IUPKOHHEBOW OCHOBBI.
OneHouyHas KOHLEHTPALUs MHKpPOIIOp, MPH KOTOPOM NPOMCXOAMUT MEPEXOA K JIMHEHHOMY

OKHCIIeHH0, coctaBsier 6108 M3,
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I'naBa 5. BiusiHue JONMOJHUTEJIbHBIX MEPENJIABOB CJAUTKA M CbEéMa 3arpA3HEHHOIO
MeTa/lia ¢ MOBEPXHOCTH 000i04ek u3 crmiiaBa Zr-1%Nb Ha ckJIOHHOCTH K JHHEHOMY

OKHCJICHHIO

5.1 JlonoiHuTEIbHBIE MEPeNIaBbl CJIUTKA

[TepepaboTka MeTaIMUECKUX OOOPOTOB IMPKOHHEBOro mnpokara u3 cmaBa ZrlNb c
HOJYyYEHHEM MOAMIHOIO MM ry04aToro HUPKOHUS SBISETCS CBOErO POja CIOCOOOM yJaJleHUs
OCTaTOYHOH mnpumecH (ropa u3 3Toro cruiasa. Jljis MaccoBOro NMPOU3BOJCTBA LIUPKOHUEBBIX
TpyO IUIsI aTOMHOM SHEPreTHKH, JaHHOE HAIPaBJICHHE HE BBIFOJHO C YKOHOMHYECKOW TOYKU
3penust. bonee nenecoobpazHeIM Aiist yaaneHus (Gropa U APYrux Jierkojeryunx npumeceit (Na,
K, Cl u mp.) siBisieTcsi mpUMEHEHHE AOMOIHUTEIBHBIX MIEPEIUIABOB [IPU U3TOTOBICHUH CIUTKOB
cmwiaBa Zr1IND Ha mmMXTOBOIT OCHOBE U3 ANIEKTPOIUTHICCKOTO MOPOLIKA IUPKOHUS ¢ JOOaBKAMU
IPYTKOB MOJIUHOIO HUPKOHUS U 000POTOB LIMPKOHUEBOIO ITPOU3BO/ICTBA.

C »3TOM 1enpl0 NOPOBEACHBl CPAaBHUTENbHBIE HCCIEIOBAHUS IOBEACHUS  IPU
BBICOKOTEMIIEPATYPHOM OKMCJIEHHH O000JO0YEK TBIJIOB U3 CTAHJAPTHOIO MO JIETUPOBAHUIO U
cocraBy mmxThl criaBa ZrIND Ha OCHOBE 3JEKTPOIMTUYECKOTO LUPKOHUS M3 CIMTKOB IOCIE
JIBOMHOTO, TPOMHOTO M  dYeThIpeXxkpaTHoro rmeperiaBa (tabmuma 5.1).  IlepemaBsl
OCYIIECTBIISUIMCH 110 MPUHSATHIM B IPOU3BOJICTBE PEKHUMaM C IPUMEHEHUEM BaKyyMHO-TyTOBBIX
wiaBok (BJII), a s cnuTka ¢ 4eThIpbMs IeperulaBaMHi TpeThsl IUIaBKa ObUIa 3JIEKTPOHHO-
ayuyeBoit (DJIIT). Cmoco6 DJIII Ok BBIOpaH BBUAY OcOOEHHOCTEH mpoiecca U Oolnee
3¢ PEeKTUBHON BO3MOKHOCTH yIAJICHHs T'a30BBIX M JIETKOJeTy4nx mnpumecei [171-176]. Kpome
TOr0, HAJIMYME HE3aBUCHUMOIO MCTOYHHMKA HarpeBa, KOTOPOE MO3BOJIIET MPOBOJUTH BBIAEPIKKY
MeTajula B BBICOKOM BakyyMe, fienaeT DJIIT Gosee appexTuBHBIM U1 yaneHus GpTopa u Apyrux
nerkoneryunx npumeceit, ueM BJIII. Tem He menee, DJIII, taxxe xak u B/III, umeer cBoi

npeJien o OYMCTKe OT mpumeceit [172].

Tabmuua 5.1 — CoaeprxkaHue MPUMECHBIX 2JIEMEHTOB B ciuTkax cmiaBa ZrlNb na ochHoBe
AIIEKTPOJIUTUYECKOT0 LIUPKOHUS TOCIIE PA3JIMYHOrO KOJIMYECTBA IIEPEIIaBOB

HaumenoBanue ConepxaHue 35eMeHTa, Ppm
crjiaBa Tunsl nepennasos - -
Fe | O INi|N| C |Si| Al |[Cr| F
Zr1Nb (2m) BAII-B/IT 100 | 600 | 30 | 25 | 100 | 25 | 20 | 20 | 4-5
Zr1Nb-3n BAII-BAII-BJII 140 | 500 | 42 | 25| 70 | 30 | <20 | 23 | 2-3

ZriNb-4n  BAII-BAII-OJIII-BAIT | 115 {520 {35128 | 80 |30 | <20 | 20 | <1
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W3 cnutkoB BecoM 10 2 T W3TOTaBIMBAIA 000JI0UEUYHBbIE TPYObl HAPYKHBIM AHUAMETPOM
9,1 mm. TommuHa CTeHKH TpyO, H3TOTOBICHHBIX W3 CIUIaBa C NPUMEHEHUEM JIBOHHOTO
neperuiaBa cimTKa, cocrapisuia 0,58 M, a 17 TpyO, U3TOTOBJICHHBIX U3 CIUIaBA C IPUMEHEHUEM
TPOMHOTO W YETBIPEXKPATHOTO IeperiaBoB, coctaBimsuia 0,68 mMM. TpyObl M3roTaBIMBalId TIO
eANHON 4-X MPOKATHOW CXeMe C pa3jHuueM B CTeNeHH AeQopMaliii TOJbKO Ha IMOCIeTHEH
XOJOAHOM mpokaTke. HapykHas mnoOBepXHOCTH 00pa3noB TpyO wuMena nuiMdOBaHHYIO
noBepxHocTh ¢ Ra=(0,2-0,3) MM, BHYTpEHHSSI MOBEPXHOCTh ObLIa TPABICHOW B PEaKTHUBE,
conepxkaniem HF. CocraB crjaBoB MO OCHOBHBIM NPUMECSM HMPAKTHUECKH OBbLT OJMHAKOB, U
KIIIOYEBOE pa3IMuue 3aKI0Yaloch B COAEpPKAHMM MpuMecH (Topa, KOTOPOro B CILIaBE C
YeThIPbMsI IIEpeIIaBaMu CIIUTKA CTalo MeHee | ppm, 4To, BUAMMO, CBSI3aHO C IIPUMEHEHUEM
nononuutenbHo DJIIT B kauecTBe TpeThero mneperviaBa (tabmuna 5.1). s KOJTWYECTBEHHOTO
ompezeneHuss coaepxkaHus (Topa HCMIONb30BAIM HOHOXpOMAaTorpaguueckuii MeToj Ha
ycranoBke Dionex ICS-2100, umeromieit mnpenen ob6Hapykenus 0,5 ppm U HOTpelIHOCTb
15-44 % B nuamazone coaepxkanuii propa 0,5-100,0 ppm (¢ GobIICH BETUINHON MTOTPEITHOCTH
IIPU MJIbIX COAEpX)aHUAX (Topa). AHATU3UPOBAIU 10 TPU MPOOBI HAa TOUKY C ONpEAEIECHUEM

CPCAHCIO 3HAUCHHUA.

Kunemuka evicokomemnepamypnoz2o OKUcieHus

BricokoTeMiiepatypHble UCTIBITAHHUS B Tape 00pa3lioB TPyO BBHIMOIHEHBI C JTIOCTHKEHUEM
MaKCHUMaJbHO# 3kBHUBalIeHTHO# crenenn okucienus: (ECR) 20-24 % mpu temneparypax 1000 u
1100°C u 17 % ECR mnpm 1200°C. VYpoenr ECR-CP o6pasumoB T1pyd mnpm
BBICOKOTEMIIEPATYPHOM OKHCJICHUW BBIYMCISUICS HWCXOAS W3 HW30TEPMHUYECKOTO ypaBHEHHUS
Cathcart — Pawel (CP) ¢ yueTtoM ToNIIHMHBI CTEHKH 00pa3ioB [76, 136].

Kunetnueckue kpuBble OKHCIEHHUS 00pa31oB TPyO, U3rOTOBJIEHHBIX U3 CIMTKOB Mocie 2-X,
3-X ¥ 4-X meperuIaBoB, NMpuBelIeHBbl Ha pucyHke 5.1. JluHMAM Ha TpaduKax COOTBETCTBYIOT
3HAYeHHs YACTbHBIX IPHBECOB OOpPA3IOB, TNOJIYYCHHBIX B XOJ€ HCIBITAHUH, TOYKaM
COOTBETCTBYIOT 3HAYEHUS YAEIbHBIX IPUBECOB, MOJIYYEHHBIX IOCIE BBICOKOTEMIIEPATYPHOIO
OKHCIICHHS U TIOCJIEYIOLIeH ONepalny OXJIAXICHHs C 3aKalKoi 00paslioB B BOAY.

BrenrHunit Bu 00pasnoB TpyO mociie BEICOKOTEMITEPAaTypPHBIX MCIIBITAHUH C JOCTHKEHHEM

17 % ECR-CP mpencraBieH Ha pucyHKe 5.2.
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Pucynoxk 5.1 - Kuneruka okucnenus B nape mpu 1000 (a, 6), 1100 (8) u 1200 °C (r) o6pa3ios
Tpy©6 u3 crutaBa ZrlNb Ha 0CHOBE 3IEKTPOIMTHYECKOTO ITUPKOHUS C Pa3IHUHBIM KOJIUIECTBOM
MIeperIaBoOB CIUTKA

HanMeHoBaHmMe Temmnepatypa okucaeHus B nape, °C
clraea 1000 1100 1200
ZrINb (2m)
ZrINb-3m
Zr1Nb-4n

Pucynok 5.2 — Buemrnwuii Buzx o0pa3ios Tpy6 u3 criasa ZrIND ¢ pa3inyHbIM KOJMYECTBOM
NEepeIuIaBoOB CIMTKA, OKUCICHHBIX B Mape MnpH Tpéx temnepatypax 1o 17 % ECR-CP

[Tpu temmnepatype okucienus 1000 °C mist o6pa3noB TpyO, M3TOTOBIEHHBIX M3 CILIaBa
Zr1NDb c 2-ms neperuiaBamu, okucisBimuxcs 10 10 % ECR-CP (880 cexkyHn) Hauaio pa3BUTHSI

JMHEWHOTO OKUCIIeHUs 3apuKkcupoBaHo nocie 520 cexyHn. [t 06pa3oB TpyO, U3rOTOBIEHHBIX
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U3 cIuTKa ¢ 3-Ms neperuiaBamu, okucieHue 10 17 % ECR-CP (3530 cexynn) npu temmneparype
1000 °C He nmpuBOAMT K Hayally pa3BUTHUS JIMHEHHOTO OKHMCIEHUS, U TOJIBKO NPU YBEIMUYEHUU
mmrtensHoct okucnenus 10 20 % ECR-CP (5000 cexyHnn) a¢deKxT TMHEHHOTO OKUCICHHS
HaOmogaercss mocie 3930 cexkyHa. OOpasupl TpyO, HM3rOTOBIEHHBIX M3 CIUTKA C 4-Ms
nepertaBamu, 10 5000 cexynn mpu 1000 °C okuciasamuch ¢ 00pa3oBaHUEM TEMHBIX IUIOTHBIX
OKCHJIHBIX IIJICHOK M OTCYTCTBHEM »>(QekTa mnepexoja K JMHEHHOH KHUHETUKE OKHCIICHHUS
(pucysku 5.1au 5.2).

Pe3ynbTarhl comocraBieHus conepikaHus ¢Topa B oOpas3liax HCCIeAOBaHHBIX TpyO H
KuHEeTUKU WX okucienus npu 1000 °C mokazanu, 4TO € yBEIWYECHHEM YHCIa MEPEIIaBoOB
NPOMCXOIWIO CHI)KEHUE KOHIEHTpamuu (Topa B CIUIaBe W YBEJIHUYEHHE WHKYOAI[MOHHOTO
neproa 10 HavaJia Pa3BUTHS JTMHCHHOTO OKUCIICHUS 00pa3ioB (Tabymma 5.2). JJIMTenbHOCTh 10
Hayajga pa3BUTHUS JIMHEMHOTO OKHCIEHHUS OMNpeleisulack C  HCIOJIb30BAaHMEM METOoJa
SKCTPANOJSAIUN O TMEPEeCeYCHHUI0 NPSIMbIX JUHUM, TMPOBENACHHBIX HA YYacTKaX KpHUBOMH
OKHCIICHUS JI0 U MOCIIE «IepesoMay (pucyHok 5.1 6).

C mnoBeimenneM TtemnepaTypbl okucieHus g0 1100 u 1200 °C sddexr nuHEHHOTO
OKHUCJIeHHU He 3adukcupoBaH mpu cremneHsx okucieHus 17 % ECR-CP nns uccnemoBaHHBIX
00pa31oB TpyO, H3TOTOBJICHHBIX HX CIUTKOB C JBOWHBIM, TPOHWHBIM M YETHIPEXKPATHBIM
neperuiaBoM (pucyHok 5.1 B, 1). OkcuaHas IieHKa Ha oOpasnax TpyO Obuta TUIOTHOHW 0Oe3
pacTpeckuBaHUs W OchimaHus. TeM He MeHee, HAa 00pa3max TpyO, M3TOTOBICHHBIX M3 CIUTKA C
2-ms mepermaBamu, nocie okuciaenus B nape npu 1100 °C no 17 % ECR-CP 3a¢pukcupoBano
HaAJINYME TOYEUHBIX JIOKAIBHBIX yYacTKOB 0€JIoro okcuja Ha (poHe TEeMHOW OKCHAHOM IJICHKH,

YTO CBHJICTEJILCTBYET O Hauaje Pa3BUTHI JIMHEMHOTO OKUCIICHUS (PUCYHOK 5.2).

Ta6muia 5.2 - JIMUTeapHOCTD 10 HaYaia pa3BUTHS JIHHEHHOTO OKUCICHHUS 00pa3iioB Tpyo U3
crutaBa Zr1Nb mpu 1000 °C

HaumenoBanue | Cogep:kanue gpropa B JUnrenbHOCTh Havana ECR-CP,
CIlJIaBa cIiaBe, ppm pPa3BUTHS OKUCIICHUS, C %
Zr1Nb (2m) 4-5 520 7,7
Zr1Nb-3n 2-3 3930 17,9
Zr1Nb-4n <1 > 5000 > 20

Cooepoicanue 6000poda 8 obpasyax mpyb nocie 8bicOKOmMeMnepamypHo20 OKUCIEeHUS

YpoBeHb cojiepkaHus BOJOPO/Ia B OKUCICHHBIX 00pa3iax Tpy0 Koppenupyer ¢ KHHETUKOM
BBICOKOTEMIIEPATYPHOTO OKHCIIeHHsI B mape (Tabmuna 5.3). Hanbomsiee copepkanrue BOIOpOIa
HaOmroManocs B oOpasmax TpyO w3 crmmaBa ZrlNb Ha snekTponauTHueckoil  OCHOBE,

M3TOTOBJICHHBIX M3 CIMTKA C 2-Ms MeperiaBaMu, nociie okuciienus B nape npu 1000 u 1100 °C.
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C nosermenuem temnepatypbl 10 1200 °C copepkaHue BOAOpPOJa BO BCEX HCCIIEIOBAHHBIX

oOpa3iiax 1mocyie OKUCICHUs B Tape He mpeBbImano 40 ppm.

Tabmuma 5.3 — Cogeprkanue Bogopoaa B okucieHHsix 10 17 % ECR-CP obpasnax u3 cruiaBoB
Zr1NDb ¢ pa3nu4HbIM KOJHYECTBOM IIEPEIIABOB CIMTKA (PPM)

HaumenoBanue Temneparypa okucnenus, °C
CIUIaBa 1000 1100 1200
ZriNb (2m) 1780-1880 157-181 27-35
ZriNb-3n 27-96 7 15-16
Zr1INb-4n 30-40 9-10 5-6

Ocmamoyunas niacmuyHOCMb 06pa3u06 mpy6 nocine eblcoKomemnepantypHoco OKUCJHeHUA

OOpabotka muarpamMMm AeGOpPMHUpPOBAaHUS TIOCIAC HWCIBITAHWA Ha CKathe 00pasIoB,

okucneHHbix npu 1000 m 1100 °C, nokazana, 4TO HAaMMEHBIIUM YPOBHEM OCTaTOYHOM

wiactuyHoctu npu 20 °C oOmamanu oOpas3ipl TpyO, HM3TOTOBIEHHBIX M3 CIHTKA C 2-Ms

neperuiaBaMu (PUCYHOK 5.3), 4TO KOPPEIUPYET C KUHETUKOM MX OKHCIICHUS M COJIEp)KaHUEM B

HHX BOZOPOJIA.
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Pucynox 5.3 — OcraTounas mmactudHocts npu 20 °C (a-B) u 135 °C (T) 006pa31ioB u3 crjiaBa
Zr1Nb Ha ocHOBe anekTponuTHdeckoro upkonus nocie BTO B mape mpu 1000, 1100 u 1200 °C

138



C noBbllIEHHEM TeMIIEpaTypbl OKHCIEHUS pa3nyurs B YPOBHE OCTATOYHOU MIIACTUYHOCTH
OKHCJICHHBIX 00pa3loB TpyO, W3TOTOBIEHHBIX WX CIUTKOB C JIBOWHBIM, TPOHHBIM U
YEeThIPEXKPATHBIM TeperuiaBoM, ymenbinanuck. [locne okucnenus npu 1200 °C 1o poctuxeHus
17 % ECR-CP ocraro4Has IUIaCTHYHOCTh BCEX MCCIIEOBAHHBIX 00pa3lioB TpyO COXpaHsIIach Ha
ypoBHe 1-2 % mnocne ucnbiTanuii Ha cxatue npu 20 °C u 6onee 10 % mocne ucnbITaHU Ha
cxarue npu 135 °C (pucynok 5.3 B, I).

Jnst comocTaBiieHHs] TOJYYEHHBIX PE3YyJIbTAaTOB IO OCTATOYHOM IJIACTUYHOCTH CILIaBa
Zr1NDb Ha pucyHke 5.3 mpuBeIeHBI TaKXKe JaHHBIC [0 OCTATOYHON MJIACTHYHOCTH JJISI CIUIABOB

9TOrO THIa U3 padbot [76, 94].

5.2 I[OHOJIHI/ITGJIBHBIC nepengaBbl € IVIAaBKAMU 110 OIITUMHU3HPOBAHHBIM pPEKUMaM

B wuccrnegoBaHusX HacTosILEro pasjesa CTaBMJach 3ajada JOOMTbCA pe3ysbTara I10
yIAJICHUIO OCTaTOYHOM MpuMecH (Topa 3a HAMMEHbIIIee KOJTMYECTBO MEPETNIaBOB CIIMTKA CIUIaBa
ZrINb Ha oOcCHOBe TPOMHON MHIMXTHI C AJICKTPOJUTUYCCKUM IUpPKOHUEM. [[is 3Toro ObLIH
IPUMEHEHbI ONTUMU3UPOBAHHBIE PEXKUMBI IIIABOK.

Conepxxanne (ropa B HCXOAHOM 3JIEKTPOJUTHYECKOM IIOPOIIKE COCTaBIsIET OOBIYHO
170-220 ppm, B MOJUIHOM LUPKOHUHU GTOpa MeHee 1| ppm, a B CcTpyxKe U3 000pOTOB CILIaBa
ZrINb comepxanue ¢ropa HaxoauTcs Ha ypoBHe n0 5 ppm [177]. B cdopmupoBaHHBIX
IpeccoBaHUEM OpukeTax U3 TPEX MIMXTOBBIX KOMIIOHEHTOB DPAaCUYE€THOE CpEeIHEB3BELIEHHOE
conepxanue ¢ropa cocrasuser nopsaka 100 ppm. CrnpeccoBaHHble OpUKETH GOPMHUPYIOTCS B
CTON0YaThIe 3arOTOBKM M3 HECKOJBKUX OPWUKETOB M CIEKaloTcs mpHu Temmeparype wa 100 °C
BoIme (azoBoro nepexona (at+P)—p. [ocie cnekanus cpeiHEB3BEIICHHOE coIepkaHue Gropa B
OpukeTax CHUXKaeTcs MoYTH B 4 pasa.

Ha ocnoBanum mnpeumymects DJIII mo uHTeHcHduKanuu mpouecca padUHUPOBAHUS
craBa ZrlNb ot ¢ropa mnpeamourutensHel STy IUIaBKy TPUMEHSATh B KAdyeCTBE IMEPBOTO
nepenjaBa CIUTKa MpU MaKCUMaJIbHOM cojAepKaHMM (Topa B HCXOJHOM MeTalljie
HOJATOTOBJICHHOI0 K IaBke aiekTtpona. IIpu stom pexum DJIII Obl1 onTUMH3MpPOBaH, B
CPaBHEHMH C NIPUHATHIM B IPOU3BOJICTBE PEKUMOM ITOM IUIABKH, 33 CUET yBEIMUEHUS yIEIbHON
momHocTH Ha 20% W CHIKCHHS CKOpocTH ruiaBieHust Ha 80 % [177]. Jns mociemyromumx
NEPEeTIaBoB 1e1ecoo0pa3Ho MPUMEHATh BaKyyMHO-AYTOBBIE MEYM, TaK KaK IMPOIECC MJIaBKHU B
HUX IT03BOJISIET MOJIYy4aTh CIUTKU OOJbIIEH MacChl U ¢ MEHee pa3BUTONW OOKOBOI MOBEPXHOCTHIO
no cpaBHeHHMIo co ciauTkamu nocie OJIII. Pexumer B/III, B cpaBHEHMM C NpUHATBIMH B
MIPOU3BOJICTBE, TAKXKe ObUIM ONTUMHU3UPOBAHBI, 32 CUET CHUKEHHS! YIEIbHBIX TOKOBBIX Harpy30K

Ha 10-23%, uro mo3Bomwio B 1,25 pa3a yBeIMUUTh BpeMsl HAXOXACHUS DPACIJIABICHHOIO
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METajla B YCIOBHUSAX BBICOKOTO BaKyyma JjIst OoJjblineil cTernenu padunupoBanus cruiaBa Zr1Nb
ot ¢ropa [177].

B pesynbTare npuMeHeHHs] ONTUMU3UPOBAHHBIX PEKUMOB TIJIABOK B U3TOTOBJICHHUH CIIIaBa
ZrINb Ha TpOIHOM MIUXTOBOH OCHOBE C Hcmoib3oBanueM ODJIII B kadecTBe IEPBOM IIAaBKU
TeXImpoliecca MO3BOJWIO YJAIUTh OCTaTOYHYIO MpUMeEch (GTopa 10 ypoBHS MeHee 1 ppm B

CIIMTKE yke 3a 3 meperuiaBa (tabnuna 5.4).

Tabmuma 5.4 - CoaepkaHue MPHMECHBIX 3JEMEHTOB B ciuTKax ciuiaBa Zr1INb Ha ocHoBe
ANEKTPOIUTUYECKOTO IUPKOHUS C TPUMEHEHHUEM ONTUMU3UPOBAHHBIX MEPEISIaBOB (O1)

HaumenoBanue IIpuMecHBIii 3J1IEMEHT, PPM
CIulaBa Tunel nepennasos ) ;
Fe | O | Ni [IN| C | Si |Al| Cr |F

Zr1Nb-3on OJIII-BAII-BAIT | 100 {600 | 30 |25|100| 25 |<20|<100|0,8
ZriNb-4on DJII-BATI-BAII-B/II| 100 {390 | <100 | 25 | 100 | <100 | <20 | <100 | 0,7

CpaBHUTE bHBINA aHATU3 copepkanus (ropa B cautkax ZrlINb-3om u ZriNb-4om mocne
TPEThHX IMEPEIIaBOB B COMOCTABJICHUH C YeTBEPTHIM meperuiaBoM ciautka ZrlNb-4om mokasai,
yro s mosydeHus ciwiaBa ZrlNb ¢ comepkanmem ¢ropa menee 1 ppm A0CTaTOYHO
IIPUMEHEHHE CXeMbl ¢ TpeMs neperuiaBamu: nepsbiit DJIII, Bropoii u tpetuit BJIL. [Ipumenenue
YEeTBEPTOro IeperuiaBa B BaKyyMHO-AYTOBOW I€Ud NPAKTHUECKH HE JaeT JOIMOJHHUTEIbLHOIO
s deKTa Mo CHUKEHUIO Coiep)KaHusl (PTopa B CIUTKE.

N3 cnoutkoB cmtaBoB  ZrlNb-3om u  ZriNb-4om  ObUIM  W3rOTOBJICHBI  OMBITHO-
IPOMBINIIEHHbIE TPYOB! JUIsi 000s04ek TBMIOB D 9,10%7,73 MM MO CTaHJApTHON TEXHOJIOTHH.
HccnenoBanne NUHAMUKHA W3MEHEHMs coJlepkaHMs (propa mocie Kaxaod TEeXHOIOrH4ecKoi
olepaluu, BKIIIOYas roToBble TpyObl (Tabmuua 5.5) mokaszano, 4To B Ipoliecce MPOU3BOACTBA
o0oJiouek conepkaHue (pTopa, ¢ y4eTOM IOTPEIIHOCTH METO/la €ro OIpEAETeHUs, B CIUIaBe

NpPaKTHYECKH HE U3MEHSETCS U HaXOIUTCs Ha ypoBHEe MeHee 1 ppm [177].

Tabmuma 5.5 — Cpennee conepxanue gropa B monydadpukarax u odonoukax [177]

Cpennee conepxanue gropa, ppm
Cxema IToxoBku 3aroToBKH Tpeccosanrre 1 mpokat 2 mpokar TpyOsr
(2 wr.) (18 wr.) (rl‘;“;?’;") (10wr) | (10wr) | (10mwr)
SJII-BATI-BATIT 0,75 0,70 0,79 0,83 0,86 0,89
DJI-BAT-BAM-BATT 0,72 0,65 0,62 0,72 0,77 0,85
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Takum 00pa3oM, OT CIUTKOB TPOWHOTO M YETBEPHOIO IMEpeIuiaBa, OT TPYOHBIX
noiy(hadpuKaToB U TOTOBBIX TpyO Ha copepkaHue Gpropa cyMMapHO ObLIO IMPOAHAIM3UPOBAHO
465 npo6. [lanHble aHaM3a BceX MpoO MoKa3any KOHIEHTpaluio pTopa B MeTajuie MeHee 1 ppm
[177]. Takoii pe3ynbTaT CBUACTEIBCTBYET, YTO IPUMEHEHHE HE MEHEE 3-X ONTUMU3UPOBAHHBIX
IIepEIUIaBOB IIPH BBIIUIaBKE ciauTKa ciuiaBa ZrlND Ha OCHOBE AJICKTPOIUTHYECKOTO HUPKOHUS,
npu kotopoit JJIII wucnonb3yercss Ha TMEpPBOM JdTame TEXIpollecca, TrapaHTUPOBAHHO
o0ecrieynBaeT OJHOPOJIHOE pacipeneneHue Gpropa B 00bEME CIUTKAa M TOTOBBIX M3ACIHH Ha

Tpebyemom ypoBHe (< 1 ppm).

Cmotikocmbs K TUHENHOMY OKUCIEHUIO 8 8blcOKomemnepamyprom nape npu 1000 °C

Jnist IpoBeIeHNsT UCTIIBITAaHUH CITyYaifHBIM 00pa3oM ObUIH OTOOpPAHBI MO JABE 000I0YECUHBIX
TpyObl jmHOW 4130 MM HM3rOTOBICHHBIX W3 ciauTKOB cruiaBa ZrINb Ha ocHoBe
ANEKTPONUTUYECKOTO LHUPKOHHUS C MPUMEHEHHEM TpeX M YeThIpeX IepeIuiaBoB CIHUTKA I10
ONTUMHU3UPOBAHHBIM pexuMaM. [lo mmHe KaxaouW 0007104eyHON TpyOBl ObLTHM OTOOpaHbl 4
orpe3ka (I = 210 MM), U3 KOTOPBIX HM3TOTABIUBAIKCH OOpa3ilbl ISl BBICOKOTEMIICPATYPHBIX

UCHIBITAaHUN (PUCYHOK 5.4).

~ 1000 mm L ~ 1000 mm _ ~ 1000 mm
210 mm 210 mm 210 mm 2

-~

0 mm,

4130 mm

Pucynok 5.4 — Cxema oTO0pa 06pa3ioB I BHICOKOTEMIIEPATYPHBIX UCIIBITAHUN

MakcumainpHas JUIMTEIBHOCTh OKUcHeHus it o0pasuoB ZriNb-3on u ZrINb-4om wu
ZrINb(ont) — 10000 cekyHa. YpoBeHb JIOKaNbHON TayOuHbl okucienuss ECR-CP
WCCJIEIOBAaHHBIX 00pAa3IOB BBIYMCIUICS MCXOIS W3 HM30TepMHyeckoro ypaBHeHust Cathcart —
Pawel ¢ yueTom TOIIIMHBI CTEHKH 00pa3IOB.

Kunetnveckue KprBbIe OKHCIICHHS 00pa3IoB UCCIIEA0BaHHBIX TPpyO 13 cruiaBoB ZrINDb-3om
u ZrlNb-4onm B comocraBieHun ¢ oOpasmamu TpyO u3 crutaBoB ZrlNDb(G) (3apyOGexnoe
obo3HaueHue crutaBa u3 ryoku - ZrINb(T')) u ZriNb(ont) u3 pabot [16, 77, 105, 178-180]
NpUBEICHBl Ha pUCYHKe 5.5. 3HaueHHWs yJAENbHBIX TPHUBECOB  IOJYYEHBI  IIOCIE
BBICOKOTEMIIEPATYPHOTO OKHCIICHUS W TIOCIEAYIOMIeH OMNeparii OXJIaXICHUS C 3aKaJIKOH
o0Opa31oB B Boay. BHemHuil Buj 00pa3noB TpyO IoOcCie BBICOKOTEMIIEPATYPHBIX HCHBITAHUI

MIPE/CTABIICH HA PUCYHKE 5.6.
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Pucynok 5.5 — Kunerunka okucnenus B mape npu 1000 °C o6pasuos Tpy6 u3 crutasa Zr1INb va
OCHOBE 2JICKTPOJIUTUICCKOTO IIUPKOHUS U HA OCHOBE IIMPKOHUEBOU I'yOKH

JnmuTenpHOCTh Buemmnii Bug
Marepuan
OKHUCJICHUA, CEK Cropona A Cropona b
5000
1456n-A 1456n-B
1634n-A 1634n-B
1635n-A 1635n-B
5000
1457n-A 1457n-B
Zr1Nb-4om 10000
1495n-A 1495n-B
10000
1636n-A 1636n-B
5000
Zr 1 N b( OHT) 1 cmaif Tepmonapsr #1 1414n-A
10000
974n-A 974n-B

PucyHok 5.6 — TunuuHblil BHEIIHUI B 00pa3ioB TpyO u3 criaBoB Zr1INDb-3om, Zr1Nb-4om n
ZrINb(omT), okucaeHHBIX B mape mpu temmeparype 1000 °C
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Kak BugHo, okucienue oopasios Tpy0 u3 crutaBoB ZrlNb-3om u ZrlNb-4om mpotekaio
10 MapaboIMYecKOl 3aBUCHMOCTH C OOpa30BaHMEM YEPHBIX OKCHUIHBIX IUICHOK, aHAaJOTMYHO
criaBaM ZriNb(ont) u ZrINb(G). Ha Hexotopsix oOpasuax u3 ZrINb-3om u Zr1Nb-4om mocne
okucinenus B TtedeHue 10000 cexkynn Obuio 3adukcupoBaHo 0O0pa3oBaHHE JIOKAJIbHBIX

€MHUYHBIX 00JacTel Ceporo OKCcHa B BUIE HOAYJCH pazMepoM 2X2 MM.

Mukpocmpykmypa okucieHubix 06pasyos

Tunuuneie 1300pakeHUss MUKPOCTPYKTYPbl OKHUCIEHHBIX 00pa3lioB TPyO, B CPaBHEHHH C
Zr1NDb, mony4eHHbIE C MOMOINBIO Ja3epHOro KoHpokaipHoro Mukpockoma LEXT OLS4000,
npuBeneHbl Ha pucyHke 5.7. [Tocie BTO u ObICTpOro oXIaxkaeHUsI MUKPOCTPYKTYPa COCTOUT M3
HapYXKHOTO cj10s okcuaa ZrO2, MOJOKUCHOTO CTAOMIM3HPOBAHHOTO KHCIIOpo1oM a-Zr(O) cios u
BHyTpeHHero “‘ex-f” cios (o mapreHcut). Ha oOpasuax tpy6 u3 cmaa ZrINb mocne 4000
CeKYHJ] OKHCIEHHMsS CQOPMUPOBAINCH OKCUAHBIE IUICHKM HEPAaBHOMEPHbIE [0 TOJIIHMHE
pazmepom ot 20 mo 70 MKM € HalM4yueM TPEIIMH MPEUMYIIECTBEHHO TaHICHIMAIbHOM
opuenraiuu. Tommmaa o-Zr(O) crnost cocraBisier ot 120 no 140 mxm. Ha oGpasmax tpyo u3
criaBoB  ZrINb-3om, ZrlNb-4om u  ZrlNb(ont) mocne okucienus g0 10000 cexkyHz
00pa30BaIUCh MJIOTHBIE OKCHUIHBIEC MIEHKU TonmmHou 17-22 mMkm. K okcuay B 3THX oOpasmax
npuMmblkaloT ciaou  a-Zr(O) TommmuHoi ot 220 go 250 MKM, UYTO CBMJIETEJIBCTBYET O
HperMYyILIECTBEHHOH auddy3un KHCIopoia B METaUl 10 CpaBHEHHUIO co criaBoMm ZriNb, rae
KHCIIOPOJ HUAET B OCHOBHOM Ha POCT OKCHIHOM IUIeHKH. Takoe mOBeAeHHE KHCIOpOona
KapIHHAIBHO OTJMYAETCS OT €ro MOBEICHHs B PYTHX CIJIaBaX MUPKOHHS, Takux Kak Zircaloy-4

(pucynok 3.25), ZIRLO u M5 (pucynoxk 5.8).

"ex-B"# a-Zr(0)

"ex-f +a-Zr(0) “ex-5- +a-2r(0)

B

:

E i,

6) t=10000 c B) T= 10000 c | r) t=10000 c

£ 75 s

Pucynok 5.7 — MukpocTpykTypa 06pasios Tpy6 u3 criaBoB Zr1NDb (a), Zr1INb-3om (6),
Zr1Nb-4om (8) u ZrlNb(onr) (r) mocne okucnenus B nape npu 1000 °C
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200 MKk S

a) T = 5000 ¢  6)t=3600c

Pucynok 5.8 — Mukpoctpyktypa 00pa3uoB Tpy6 u3 ciiaBoB M5 (ZrlNb) (a) u ZIRLO (6) nocie

okucnenus B nape npu 1000 °C [154, 181]

Cmpoenue UBTIOMOE OKCUOHBIX NAEHOK

PesynbraTel COM HccnenoBaHuil OKCHIHBIX IUIEHOK Ha o0pasuax TpyO mocie UCIbITaHUH

Ha C)KaTUe MPECTaBIICHBI HAa pUCYHKE 5.9.

2019.01.21 14:39 NL D5.1 x5.0k 20um

— NEes A"

2019.01.24 11:13 NL D49 x50k 20um

a) 4000 c 6) 10000 ¢

TM-3000 2019.01.24 11:43 NL D47 x50k 20um

TM-3000 2019.01.15 1358 NL D63 x5.0k 20 um

B) 10000 ¢ r) 10000 c

Pucynok 5.9 — MUKpOCTPYKTYpa U3JI0OMOB OKCHIHOM TUIEHKU. 00pa30BaHHOI mocie
okucaenus B mape npu 1000 °C: a) Zr1Nb; 6) ZriNb-3om, B) Zr1Nb-4orm; r) ZrINb(omr)
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BuaHo, 4TO CyIeCTBEHHBIX OTIMYMI B MOP(OIOIMH OKCHIHBIX IUIEHOK Ha o0pa3uax Tpyo
C TpUMEHEHHMEM TpeX U 4YeThlpex IMeperuiaBoB ciutka cruaBa ZrlNb Ha ocHoBe
AJIEKTPOIMTUYECKOTO IIMPKOHMS, a Takke crutaBa ZrlNb(ont) Ha ocHOBe UPKOHHEBOM TI'yOKH,
npaktuyecku HeT. CTpyKTypa OKCHAHBIX IUICHOK IpeAcTaBiseT co0oil crTonlvarele 3epHa,
pAcIIONIOKEHHbIE TEPHEHIUKYISIPHO TpaHUIle pas3jiena «MeTalI-oKcua». BOmu3um rpaHuisl
paszena «MeTaJul-OKCH» M B LIEHTPAIBHON YaCTH OKCHIHBIX IUICHOK CTOJIOYAThIEe 3epHA UMEIOT
mmpuHy B auanazoHe ot 0,5 mo 1,0 mxm. YV BHemHel NOBEPXHOCTH OKCHJHBIX IIJICHOK
HaOJII01aeTCsl MEJIKO3EPHUCTasA cToj0uaTas cTpykTypa. Ha HeKOTOpbIX yyacTkax OKCHJla Hapsay
CO CTOJIOYATON CTPYKTYPOH BCTpEUaroTCsl PAaBHOOCHBIE 3€pHA, HO HApyIIEHUI B LEIOCTHOCTH
OKCHJTHBIX IIJICHOK HET.

Ha oOpasnie TpyOsr w3 crutaBa ZrlNb ¢ nBoiiHBIM MeperiaBoM CIIMTKa CTPYKTypa
OKCUJIHOW IJIEHKM XaOTWYHAas M XapaKTepU3yeTcs CYIIECTBEHHBIM HapyIIEHHEM COOCHOCTH
pocTa 3epeH OKcuga LHUPKOHMA (pPUCYHOK 5.9a), B pe3ysibTaTe uYero MPOUCXOAUT
pacTpeCKUBaHUE OKCUIHOW IUIEHKHM, C IIOTEpEeW €€ 3allUTHBIX Xapakrepuctuk. [llupuna n
BBICOTAa CTOJOYATHIX 3€pPEH 3aMETHO pa3IMYalOTCs IO TOJIIIMHE OKCHIHOW IUICHKH, YTO

JAOIMOJIHUTCIIBHO NPUBOAUT K HAPYHICHUIO €€ LECJIOCTHOCTH.

Cooepatcanue 600opooda 6 obpazyax nocie OKUCIeHUs

YpoBeHb cojiep:kaHus BOJOPOa B OKUCICHHBIX 00pa3iax TpyO KOppearpyeT ¢ KHHETUKOM
BBICOKOTEMIIEPATYpPHOTO OKHCIEHHUS B Mape M CTPYKTYpOH OKCHAHBIX TUIeHOK. Hambonbiee
coJiepaHue BOJOpOaa HaAOIIOAAIOCh B 00pas3nax TpyO, M3TOTOBIEHHBIX W3 CIHTKA C 2-Ms
neperutaBamu (tabmuna 5.6). Jlias crutaBoB ZrlNb, ZrlNDb-3om u ZrlNb-4om 3adukcupoBan
pa3dpoc coaepxkaHUs BOJIOpoAa B oOpaslax, KOTOpBIM cBsi3aH JUOO € WHKYyOAlIMOHHBIM

nepuoaoM pa3BUTUA JIMHENHOT O OKHCJICHUA, au00 ¢ HaAIMYHEM HO,[[y.TICfI Ha IHOBCPXHOCTU

00pasIos.
Tabmuma 5.6 — Copepxanue Bojmopoga B oOpasmax u3 cmiaBa ZrlNb Ha ocHoBe
AJIEKTPOIUTUYECKOTO ITUPKOHUS 11ocsie okucyienus B mape mpu 1000 °C
CrutaB JUTNTeNIbHOCTh OKUCIICHUS, C Coneprkanue Bo10poJia, ppm
ZriNb (2m) 700 10-15
4000 650-810
ZrINb-3om 5000 10-20
10000 10-20/150*
Zr1Nb-4om 5000 10-20
10000 10-20/250*
ZrINb(orr) 5000 10-20
10000 20
* - copeprKaHre BOJOpOaa B 00IaCTH HOYJISI HA €IMHUYHBIX 00pa3iax
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B o0pa3nax, Ha TOBEPXHOCTH KOTOPBIX IIOCIE OKHUCICHHS ObUTH 3adUKCHPOBAHBI
€IMHUYHbIE HOIYJH, OOHApy>KEHO HEpaBHOMEPHOE pacIpelesieHHe COJEpKaHUs BOAOPOJA IO
JumHe oOpasna. Haumbonbiee comepskaHue BOAOPOJA HAXOAUTCS B OOJNACTH PACIONIOKEHUS
HOJTYJIs, TOTJ]a KaK M0 Mepe YIaJeHHs OT HOIYJIsl YPOBEHb COJCPKaHUS BOJOPO/Ia YMEHBIIIACTCS
(pucynok 5.10a). B oOpasmax, Ha MOBEPXHOCTH KOTOPBIX OTCYTCTBYIOT €IMHHYHBIC HOMYJIH,
YPOBEHBb COJICPIKAaHUS BOJOPOJIa C YUYETOM IMOTPEIIHOCTH U3MEPECHHS OJMHAKOB TI0 JUTHHE U HE

npesbimaet 20 ppm (pucynok 5.100).

240 ppmH

I 12 ppm H ; 19 ppm H : 7 ppmH { { 65 ppm H I 150ppmHI I250ppmH

a) Zr1Nb-3on 6) ZriNb-4om

Pucynoxk 5.10 - Conepsxanue Bogopo/ia B oOpasiax nocie okucienus B nape mpu 1000 °C B
teuenue 10000 cexyHn

Ocmamounas niacmudHOCmMy NPU CHCAMUU KOIbYEBbIX 00pA3Y08

OOpabotka muarpamMMm AeGOpPMHUpPOBAaHUS TIOCIAC HWCIBITAHWA Ha CKathe O00pasIos,
MoKa3aja, 4YTO HAMMEHBIIMM YPOBHEM OCTAaTOYHOM mimactuuHocTu mpu 135 °C obmamanu
obpasiel TpyO cruiaBa ZrlNDb, usroroBiaenHoro ¢ 2-ms mepersiaBaMu cimTka (pucyHok 5.11),

YTO KOPPEIHUPYET C KUHETHKON UX OKHCJICHUS U COJACPIKAaHUEM B HUX BOJOPpOJA.

100 7
] ZrINb (2m)

ZrINb-3on

ZrINb-4on

ZrINb(omrt)

ZrINb(omT) [Yan2016]

ZrINb(onr) [TopFuel2018]

[m]
(o]
%U_@—on=zwo H

N
N
ocOoOP ¢ X

—
[=]

]

D

OcTrarounasi IJIACTHYIHOCTE, %0
—_

TC;KSTEH = 135 GC
§ 10 12 14 16 18 20 22 24 26 28 30 32 34 36
JKxBHBaJeHTHadA creneds okucaeHus (ECR-CP), %

Pucynok 5.11 — Ocrarounas mactuaHocTh mpu 135 °C 06pasiioB u3 cruiaBoB Zr1INbD Ha ocHOBe
ANIEKTPOTUTUIECKOTO IIUPKOHHUSI C Pa3IMYHBIM KOJIMYECTBOM IeperuiaBoB ciutka u ZrINb(omr)
Ha TyOKe Iocjie BRICOKOTEMITepaTypHOro okuciienus B mape mpu 1000 °C

146



YpoBeHb OCTATOYHOM MIACTHYHOCTH 00pasioB u3 criaBoB ZrAINb-3om u ZrlNb-4omn 6bi1
OJIMHAKOB, U COMIOCTABMM C OCTaTOYHOM MIACTHYHOCTRIO crutaBa ZrINb(omr).

Takum 00pa3omM, BIIETIPUBEICHHBIC PE3YIbTATHI ABYX Pa3/IelIOB IJIABBI 5 MOATBEPKAAIOT
MOJIOKUTEIBHOE BIIMSHUE [OMOJIHUTEIbHBIX IUIABOK CJIMTKA JJIS CHIDKEHUS KOHIEHTpPaluu
dTopa B nupkonuu. IIpu sTOM, BakHOE 3HAUEHHWE UMEET NPUMEHEHHE B KadeCcTBE IEPBOIi
IUIAaBKH  DJIEKTPOHHO-JIyUYeBOrO TeperuiaBa ciauTKa. Vcrmonb30BaHHEe ONTUMH3UPOBAHHBIX
apaMeTpoB HJIEKTPOHHO-JIyYEBOTO IepeIuiaBa 1Mo CKOPOCTH M YJEIbHOW MOIIHOCTH TUIABKU
MO3BOJIUJIO YBETUYUTH KOI(PPHUIIMEHT OUUCTKU METalljla CIIUTKa OT (hropa /10 ypoBHs He MeHee 10.
[Tocnenyromue  ABa  BaKyyMHO-AYIOBBIX  IE€peIuilaBa € BEIEHHMEM  IUIABOK IO
ONTUMHU3UPOBAHHBIM TOKOBBIM HAarpy3kaM TapaHTHPOBAaHHO O00ECHEeYMBAIOT OJHOPOJHOE
pacrpenenenue B CIUTKE COJIEPKaHU OCTATOYHOW ImpuMmecH GTopa Ha ypoBHE MeHee 1 ppm. B
pesyJsbTare uero mosezeHue Tpyo u3 ciutaBa Zr'1IND Ha ocHOBE 37€KTPOITUTHYECKOTO IMPKOHHUS B
YCIOBHUSIX BBICOKOTEMIIEPATYPHOTO OKHCICHHS CTAHOBHUTCS aHANIOTHYHBIM ciutaBy ZrlNb(omr)
Ha OCHOBE IMPKOHMEBOW TyOku. OO0 3TOM CBHUAETENBCTBYET WACHTUYHOCTh KHHETHKH
OKHCIICHHsSI, CTPOCHHS OKCHIHOW IUICHKH, HHU3KOE COJCpKAHWE BOJOPOJa H3-3a OTCYTCTBHSA
pa3BUTHS JIMHEWHOTO OKHUCJIEHMs, M KaK CIEACTBHE, OJUHAKOBBIM YypOBEHb OCTATOYHOMN
IJIACTUYHOCTU 00Pa3I0B 000JI0YEK TBAJIOB U3 ITHX CILIABOB.

Bwmecrte ¢ Tem, Ha OBEpPXHOCTU HEKOTOPbIX 00pa3noB mnocie okucinenus npu 1000 °C B
teuenue 10000 cexynn ObuM 3apUKCHPOBAaHBI CAMHUYHBIE, TOUCYHBIC YIACTKU OEJIOr0 OKCH/IA B
Buje Hoayied. BOmu3m »Tux Homyneld B MeTayule oOpasla HaOJtoJaeTcs yBeIWYeHHas
KOHIIGHTpALUsi BOJOPOZA, YTO CBUJAETENBCTBYET O Hadaje pa3BUTHs JMHEHHOIO OKMCICHUS.
[TosiBeHME TaKMX TOYCYHBIX YYACTKOB Ha MOBEPXHOCTH 00pa3ioB TpyO u3 criaBoB Zr1INb-3om
u  ZriNb-4om CBHACTENBCTBYET O HEAOCTATOYHOM  KadyecTBe OOpPabOTKH  OIBITHO-
MPOMBINUICHHBIX TPyO Ha cTaguu GUHUIIHON NUIM(OBKH, YTO TpeOYeT ONTUMU3AINH BEITUYNHBI

CcbEMa MeTajlIa IIPU 3TOU OIEPALH.

5.3 YcerpaHeHue NOBEPXHOCTHBIX 3arpsi3HeHH i 000/104€K 1JIs MOBBIIIEHUS CTONKOCTH

K BBICOKOTEMIIEPaTYPHOMY OKHCJICHUIO

Ha mosenenne mpu BTO o006os04ex TBIJIOB OKa3bIBAET BIMSHUE CIOCOO (TpaBiICHHE,
MexaHu4yecKkas NuiMdoBKa, MOJIUPOBKA) U KaueCTBO OOpaOOTKM MX MOBEPXHOCTU ISl yAalleHUs
BO3MO>KHBIX 3arpsiI3HEHUI IPUBHECEHHBIMU TPUMECSAMHU IIPU NPOKATKE U TPABJICHUH.

[Tponenypa MexaHu4eckoil 0OpabOTKH MOMHMO CIIIQ)KUBAaHUS MMOBEPXHOCTU NMPUBOJIUT K
CHSITUIO TIOBEPXHOCTHOTO CJI0S METalljia, KOTOPbI MOT OBITh 3arpsi3HEH Ha CTaJUU MPOKATHOTO

nepefena W (QUHUIIHOTO TpaBieHUs. Pesymbrarhl paboThl [94] mokasanw, 4YTO yAajacHHE
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MMOBEPXHOCTHOTO CJI0sl, 3arpsisHeHHoro ¢ropom B Bume octatkoB (ropumo (NaF, KF), Ha
obpasuax Tpyd m3 cmiaBa ZrlNb mpuBommiio K yBEIMUYSHHIO MHKYOAIIMOHHOTO IEpUoja JI0
pasBuTus auHeHoro okucienus npu 1000 °C.

PesynbTarel MeTamiorpadguuecKkux HCCIeAOBaHUN aBTOpa MOKa3zaiu, yTo Uil TpyO u3
craBa ZrlNb-4nm M3roToBNEHHBIX € MPUMEHEHHEM 4-X MEeperiaBOB CIIMTKA B IPOIECCe
okucnenuss B mape npu 1000 °C mocne 17 % ECR-CP (3530 c¢) mpoucxommno Ooree
MHTEHCUBHOE OKHCIICHHUE BHYTPEHHEH NMOBEPXHOCTH. Ha BHYyTpeHHEH TpaBIEHON MOBEPXHOCTH
oOpasua nocie 5000 cekyH[ OKHCIIeHHs 00pa30Balach pacTPECKUBAIOIIASICS OKCHIIHAS IJICHKA
TONIIHUHON ~ 50 MKM, TOTr/ja KaK Ha Hapy>KHOU NUIM(GOBAHHON MOBEPXHOCTH TOJIIIMHA OKCHUIHOU
IUIGHKU cocTaBisia ~ 25 MM (pucyHok 5.12a). IlomoOubie 3¢ dekTsl 3apuKCHpOBaHb U Ha
obpasiax TpyOos! u3 criasa ZrlNb(WCh) na ocnoe ryoku (11.5014-08) (pucynok 5.120). Taxast
pa3HUIla B OKHCICHUU HAPYKHOM M BHYTPEHHEH IOBEPXHOCTEH OTpa)kaiach B IIEJIOM Ha
KMHETUKE OKUCJICHHs 00pa3lioB B BHUJE OTKJIOHEHHUS KPUBOW OT MapabOIMuecKoi 3aBHCHUMOCTH

(pucyHok 5.13) 1 conmpoBok1anack 00jiee HHTEHCUBHBIM IMOTJIOMIEHUEM BOAOPO/IA.

Hapy>XHaA NoOBEPXHOCTb Hapy*XHaAa NoBeEPXHOCTb

SsEEA
SN g
IO

“

BHYTPEHHASA MOBEPXHOCTb BHYTPEHHAA MOBEPXHOCTb
JmrensHoCTh oKucieHus - 5000 ¢ / JmrensHoCcTh okucienust — 20 000 ¢ /
Copepxanre BogopoJia B oopasie ~ 100 ppm Coneprxanue Boopo/a B oopasiie ~ 180 ppm
a) 0)

Pucynok 5.12 — Pa3nuurie TONIIUHBI OKCH/IA Ha HAPYKHOW M BHYTPEHHEW TTOBEPXHOCTH
o6Opa3sioB u3 ciutaa Zr1Nb-4m (a) u crutasa ZrINb(WCh) (6) mocne okucnenus B mape
mpu 1000 °C

[Tpu mpocmoTtpe Ha KoH(pokamsHOM MuKpockorne Olympus LEXT OSL 4000 TpaBnenoit
BHYTpEHHEH MOBEpPXHOCTH 00pa3loB TpyO Ha HeW ObUIM OTYETIMBO 3a(UKCUPOBAHBI SIMKHU
TpaBieHus riryouHoi 10 10 MM (pucyHok 5.14a, B), KOTOpble 00pa30BaIUCh MOCIE ONEPALH
TpaBJIeHUs B pacTBope, conepxkameM HF. Takum o6pa3zom, cyliecTBoBasia BEpOSITHOCTh HATUYHS
OCTaTOYHOTO ¢TOopa B SAMKax TIOCIE€ TMPOBEACHHON OYHCTKM TNPOMBIBKOW BHYTpPEHHEH

MIOBEPXHOCTU TMOCE omnepanuu TpaieHus. [IpoBeneHue TONOJHHUTEIBPHONM MEXaHWYECKOU

148



nuM(GOBKA BHYTPEHHEH MOBEPXHOCTH C yAAJIGHHEM cJios MeTaiia TommuHod 10-15 MM

IPUBEJIO K YJAJICHUIO SIMOK TpaBieHus (pUcyHok 5.140, r).

16

"y ] C(H) =180 ppm

—_
[ =]

—
[=]

C(H)=100 ppm

A ZrINb-4n
_/ ¢ ZrINb-4m + mumdoBKa MOBEPXHOCTH

VYiueasHblii npHBeC, Mr/cm?
=]

B ZrINb(WCh) [m1.5014]
O ZrINb(WCh) [m1.5014] + mumidoBka MOBEPXHOCTH

0 5000 10000 15000 20000 25000
JITHTEeJBHOCTh OKHCJICHHS, ©

Pucynok 5.13 — Brnusinue mexanndeckoir 00pabOTKH BHYTPEHHEH MOBEPXHOCTH 00pa3ioB TPyO
u3 criaBoB Zr1Nb-4n u ZrINb(WCh) Ha kunetuky ux okucienus B nape npu 1000 °C

Pucynok 5.14 — N300paxkeHre BHYTpEHHEH MMOBEPXHOCTH 00pasiia TpyObl ¢ IMKaMH 1ociie
TpaBJieHHUs (a) U TIOCIe MEXaHUYEeCKON NIUTM(OBKH CO ChEMOM CJI0S MeTaljla TOJIIIUHON
10-15 mxm (6); ckaHUpOBaHHE YYaCTKOB BHYTPEHHEH MOBEPXHOCTH C IMKOW TpaBJieHus (B) U
nocjie MexaHu4eckon numdoBKH (T)
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[Tocne Mmexannueckor 0OpabOTKH BHYTPEHHEH MOBEPXHOCTH KMHETHKA OKUCIICHHS TPyO B
nape npu 1000 °C B teuenue 10 000 cexkyHI mpoTekana 0e3 MepeoMOB MO MapabdOINIecKOn
3aBUCUMOCTH (pUCYHOK 5.13). MHKpPOCTPYKTypHBIC HCCIIEOBaHMS TOKAa3alH, 4YTO pa3HUIA B
TOJIIIIMHAX OKCHUHBIX TUICHOK, COPMHUPOBABIIUXCS HA HAPY)KHOW M BHYTPCHHEH IMOBEPXHOCTH,

ucuessa (pucyHok. 5.15).

Hapy>KHaA NOBEPXHOCTb Hapy»KHas NoOBEPXHOCTb

BHYTPEeHHAA NOBEPXHOCTb BHYTPEeHHAA NOBEPXHOCTb
JmuarensHOCTh okuciieHus — 10 000 ¢ JmarensHOCTH OKucIeHus — 20 000 ¢
a) 0)

Pucynok 5.15 — MuKpocTpyKTypa Hapy»KHOH ¥ BHyTPEHHEH TTOBEPXHOCTH 00pa3IoB TpyO u3

criaBa ZrIND U3roToBIeHHBIX Ha JEKTPOIUTHICCKON OCHOBE C IIPUMEHEHHEM 4-X KPaTHOTO

neperuiaBa cimTKa (a) u Ha ocHoBe TyOku pupmbel «\Wah Changy (0) mociie okuciaeHus B ape
npu 1000 °C (mexaHnveckast 00pab0TKa BHyTpEHHEN MOBEPXHOCTH 00pa3ia 10 OKUCICHHS)

Bausaue 3arpssnennii Ha BTO crumaa ZrlNb mposiBisioch u M3-3a  HapyKHOI
HOBEPXHOCTH oOosiouek. Tak, Hampumep, Kak OTMEUEHO BbIIIE, Ha HEKOTOPHIX oOpaslax u3
crutaBa ZrINb-4om mocine 10000 cekyHa OKHCIIEHHS Ha HaApy)KHOW IMOBEPXHOCTH OBLIO
3apuKcHpoBaHO 0OpA30BAHME JIOKAITBHBIX €IMHUYHBIX 00JIACTEH CEpOTO OKCHIA B BHJIE HOMYJIEH
pa3smMepoM ~ 2x2 MM (pUCYHOK 5.9), YTO BIHAJIO Ha MOBBIIIEHHOE MOTJIONIEHHE BOIOPO/Ia.

C 3arps3HeHHEeM Hapy>KHOW IOBEpPXHOCTH CBSi3aHO M oOpa3oBaHue Ha (oHe dYepHOU
OKCHUJIHOM TJICHKH yYaCTKOB MOOENeBIIero okcuaa Ha oopasnax criasa ZrINb-U (pucynok 4.15).
[Ipumenenne B 000WX cCiydasX JOMOJHHUTEIbHOW MEXaHWYECKONW NUIM(POBKU HAPYKHOU
noBepxHocTH TpyO Ha riryouny 10-15 mxMm obecneunsio okucienue obpasnos npu 1000 °C ¢
obpasoBaHueM 4yepHOTro okcuaa 6e3 Homysen mist ZrlNb-4om B teuenue 10000 cexkynm u 6e3
noGenenuit s ZrlINb-U B reuenne 15000 cexyn. [Ipu 3ToM ypoBEeHD coepKaHMs BOAOPO/Ia C
Y4E€TOM MOTPENIHOCTH €T0 U3MEPEHHS OBLT OJMHAKOB 110 JUTHHE 00pa3IioB U He TpeBbImai 20 ppm.
[TomoOHBIE  TIPOSIBJICHMS  TOBBIIIEHHOTO  OKWCIEGHUS  OT  3arps3HEHHH  MMOBEPXHOCTH

(ukcupoBauCch U Ha Apyrux cruiaBax tumna ZriNb, He 3aBUCHMO OT MIMXTOBOW OCHOBBI. Jlyist
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yCTpaHeHHUs] TakuxX 3(PQPEKTOB B TEXHOJOTHUIO OOOJOYEUHBIX TPYO PEKOMEHJOBAHO U OBLIO
BHE/IPEHO MPHUMEHEHHE YBEJIWYCHHOTO CbhEeMa MOBEPXHOCTHOTO MeTajia sl yJIaJeHUs
3arpsA3HeHU GTOPOM M IPYTUMHU IpUMECIMU. ITOT (akT 3aUKCUPOBAH B AKTE MPAKTUIECKOTO
UCIIOJIB30BaHUs PE3yILTATOB AuccepTanroHHoi padoTel B AO UM3 (Tlpunoxenue 1).

Takum o00pazoM, pe3ynbTaThl 3TOH IUIaBbl yOETUTENbHO IOATBEP)KIAI0T HETaTUBHOE
BiMsiHUE npuMecu ¢Gropa Ha npouecc BTO crutaBa ZrlNb Ha OcHOBE 3J1E€KTPOIMTHYECKOTO
LUPKOHUSI C IPOSIBICHUEM PAHHErO JIMHEHHOrO OKHCIEHUS. YJalleHuE OCTaTOYHON IpuMmecu
dTopa B cruiaBe 10 YpOBHS MeHee 1 pPPM mpu BBIJIABKE CIUTKA C MPUMEHEHUEM
JOTIOTHUTEJIBHBIX TEPeIyIaBOB U ONTHMHU3ALMUA HX PEXKHUMOB O0ECHEUHMBAIOT KOPPO3HMOHHOE
nosenerne Tpyd B ycioBusix BTO 6e3 mposiBneHHs JMHEHHOTO OKHCICHHS KaK y CIUlaBa Ha
OCHOBE IIMPKOHHEBON I'yOKH. YJajeHue 3arps3HEHHOr0 (TOPOM M JPYTHMH NPUMECSIMHU CIIOS
MOBEPXHOCTHOIO MeTa/ula o000oueuHbiX TpyO u3 cmiaBa ZrlNb, He3aBHCHMO OT €ro
[IUPKOHUEBON OCHOBBI, JOMOJHUTEIBHO CIIOCOOCTBYET YBETMYEHHIO uX cToikoctd k BTO B

BOJISTHOM TIape.
5.4 BeiBoABI 11O IJ1aBeE 5

1.  OGecneunuts crmnaBy Zr-1%Nb Ha TpoiHOH MMXTE € 3IEKTPOJIUTHUECKUM LHUPKOHUEM
ylaJeHue OCTaTOYHOM mpumecu (ropa 10 ypoBHS MeHee | ppm Mo3BOJSEeT 4-X KpaTHBIH
NEeperyiaB CIUTKA C JIOMOJHUTEIbHBIM MPUMEHEHUEM B TEXIIPOLIECCE JBYX IEPEIJIaBOB CIUTKA
(OJIIT+ BAII) mo mnpuHATBEIM B MNPOU3BOJACTBE peXHMaM IUIaBOK. [Ipu ucnoiab30BaHUU
ONTUMU3UPOBAHHBIX PEXUMOB BEIEHHUS IUIABOK YJAJIUTh OCTATOYHBIA (QTOp 1O Tpedyemoro
YPOBHSI B CIIMTKE MOYKHO 32 3 MeperuiaBa ¢ MPUMEHEHUEM JIEKTPOHHO-TTYYEBOH TUIAaBKU B TOJIOBE
texnpouecca o cxeme DJIIT+BJTT+B/II.

2. OOonoueunbie TpyOBl W3 crutaBa Zr-1%Nb ¢ ymaneHHeM OCTaTOYHOW TpuUMecH ¢Topa
JI0 YPOBHSI M€Hee | ppm npu BBIIIABKE CIUTKA 0 MOBEAECHUIO B ycnoBusax BTO conocraBumel ¢
TpyOaMu U3 cIjlaBa Ha OCHOBE IIMPKOHMEBOH ryOku. [Ipu 3ToM 3¢pdekT nMHeHHOro oKuciIeHus
Ha Hux He oOHapyxeH npu 1000 °C u nmurensHocTr okucaeHus 10 10000 cexkynn. OcraTouHas
mactuaHocTh nipu 20 u 135 °C nocne okucnenus 10 17 % ECR-CP B mape npu 1000, 1100 u
1200 °C coxpansiercst Ha ypoBHe BbIte 2 %o.

3. VYjaneHue TPUMECHBIX 3arps3HEHU C MOBEepXHOCTH TpyO wu3 cruiaBa Zr-1%Nb
JOTIOJIHUTEIBHO TIOBBIIAET HX KOPPO3MOHHYIO CTOMKOCTH B YycinoBuax BTO B cpene
NEPEerpeToro BOJSHOTO mapa. J[iIs 5TOro pekoMeHJAOBaHO M BHEAPEHO NpPHUMEHEHUe
YBEJIMYEHHOTO CbheéMa IMOBEPXHOCTHOTO MeETajula, 3arpsa3HEHHOr0 (TOPOM M JAPYTHUMHU
IPUBHECEHHBIMU IIPUMECSAMU B IPOLECCE MPOKATHOrO MepeAesa W TpaBICHUS IpU

W3TOTOBJICHUH 000JIOYEUHBIX TPYO.
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I'naBa 6. JxkcnepuMeHTA/IbHOE NMOATBep:xkAeHue cToiikocTH K BTO moaupuxaumia

ciiaBa Zr-1%Nb ¢ ¢propom menee 1 ppm

Jiist SKCIIEpUMEHTOB MCIIONIB30Baau 00pasiel TpyO u3 criaBoB ZrINb(ont) u ZrINb(M)
Ha OCHOBE ryOku 1upKoHus, BKarodas ZrINb(ont) u3 ryoku AO UM3, a takke criaBa ZrlNb
Ha OCHOBE DJICKTPOJIMTHYECKOTO IIUPKOHMS C yJaJIeHueM U3 ciuTka ¢gropa. M3roroBnenue Tpyo
OCYILECTBIIAJIOCHh C IPUMEHEHUEM YBEIIMYEHHOIO ChEMaA 3arpsi3HEHHOIO MeTajula ¢ BHYTPEHHEH
U Hapy>KHOM MOBEPXHOCTH.

[TonTBepkieHHEM KOPPO3HMOHHOM cTOMKOCTH B ycioBusix BTO B meperperoM BOASTHOM
nape Uis IIMPKOHMEBOTO CIUIaBA SBISETCS OTCYTCTBUE DPA3BUTHUSA JIMHEWHOTO OKHCICHHS B
untepsane temmneparyp 800-1200 °C ¢ coxpaHeHHEM OCTATOYHOM MJIACTMYHOCTHU BBIIIE TIOpOra
OXPYITYMBAHUS C YUETOM MOIJIOIIEHHOTO BOJIOPO/A.

B ucxomnom coctosHuu (moctaBka oT uirotoButens) mocie BTO marepuan nomken
COXPaHSTh YPOBEHb OCTATOYHOM IUIACTUYHOCTH Ooznee 2 % IpHU CTENEHU OKUCICHUS JI0
17 % ECR. Ilpu okciulyaTanmd B peakTOpe IHMPKOHHEBBIE TPYOBI  IOABEPTaroOTCs
HOBOJIOPO’KMBAHUIO, TPU OSTOM MPEIENIbHOE paccMaTpUBaeMoOe COJAEpKaHHME BOJOPOJAA IS
IIUPKOHUEBBIX CIUIABOB, YCTAHOBICHHOE B IpoekTe, cocrasiser ot 400 no 800 ppm [155, 182].
EcrecTBeHHO, 4YTO C YBEIMYCHHEM COJCP)KAaHUS IMOTJIOMIEHHOTO BOJOPOJa B CIUIAaBE U
BO3pacTanueM crerneHu okuciaenus npu BTO mopor oxpymumBanus OyIeT yMEHBIIATHCA.
[TosToMy HEOO0XOAMMO MOMYYUTh HKCHEPUMEHTAIbHYIO 3aBUCHUMOCTb TPaHULBl «XPYIKO-
BS3KOrO» mnepexoaa (en=2%) B crutaBax Zr1Nb oT 1IMTeNbHOCTH MM CTETIEHU WX OKUCIIEHHS U
cojepxanusi, BBe1€HHOro B ciuiaB 10 BTO Bogopoaa.

Ha pucynkax 6.1 — 6.3 npuBeaeHsl 0000IICHHBIE 3aBUCUMOCTH KWHETHUKH OKHCIICHUS B
uHTepBasie Temneparyp ot 800 no 1200 °C obpa3ios Tpy6 u3 criaBoB ZrINb(ont) u Zr1Nb(M)
Ha OCHOBE IIUPKOHMEBOM ryOKH, a Takxke ais ciiaBa ZrINb Ha OCHOBE 3JEKTPOIUTUYECKOTO
IIUPKOHMS C cojJiepkaHneM (ropa B criaBe MeHee | ppm.

[IpencraBieHHbIE JaHHBIE JEMOHCTPUPYIOT OTCYTCTBHE PAa3BUTHUS JTMHEHHOTO OKHCIICHHUS B
uHTepBane Temnepatyp oT 800 mo 1200 °C o6pa3ioB TpyO B HMCXOJHOM W MPEABAPUTEIHLHO
HaBojopoxkeHHOM a0 800 ppm cocrosHuM. IIpu OKuCIeHMM B cpele BOJSHOIO Mapa B
yKa3aHHOM JMara3oHe TeMIIepaTyp KHWHETHKA OKHCJICHHS WCCIIEOBAHHBIX MOIU(PHUKAINN
criaBa Zr1Nb nmoguuHseTcsl 3aBUCUMOCTH TTapaboIMYeCcKOro TUITA U Ha TIOBEPXHOCTH 00pa3IioB

oOpasyeTcs yepHasl IJIOTHasi OKCUAHAs TUIeHKa (pUCYHKH 6.4 1 6.5).
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ZriNb(WCh) 0800 °C mcx.
X900 °C ucx.
o O 1050 °C 0950 °C ucx.
= 0970 °C mcx.
(1030 °C 0985 °C Hcx.
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A1000 °C HaBOI.
01030 °C Hcx.
1015 °C Hcx.
01050 °C Hcx.
) @1100 °C Hcx.
|/ v J 8300 oc 1100 °C HaBoL.
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" : ©1200 °C HaBOxL.
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- v 900 °C
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-
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a)

Zr1Nb(onr) 0800 °C ucx.

X900 °C mcx.
900 °C Harog.
950 °C ncx.

A 1000 °C Hcx.

£ 1000 °C HaBoz.

01015 °C ucx.

¢ 1030 °C ucx.

A 1050 °C ucx.

E1100 °C ucx.
1100 °C HaroO.

5 V]
% WAl X 1150 °C ucx.
1050 °C 7

30

10 1

A € 1200 °C Hucx.

<1200 °C nHaBos.
i @ 1015 °C nHaBof.
900 °C @ 1030 °C HaBoI.
1050 °C nmaBoz.
Q soo°c 1150 °C nmaBoz.

1030 °C 950 °C %

YiebHbIi NpuBec, Mr/cm?

10 100 1000 10000 100000
JInTe/IbHOCTh OKUC/ICHHHA, C

6)

Pucynok 6.1 — Kuneruka oxkucienus mpu 800 - 1200 °C ucxomHbIX U IPEABAPUTEITHEHO
HaBo10pokeHHBIX 10 800 ppm 00pa3nos u3 ciasa ZrINb(ont) Ha ocCHOBE Iy04YaToro IUPKOHUS
npousBozctBa Gpupmer Wah Chung (a) u AO UM3 (0)
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Pucynox 6.2 — Kuneruka oxucnenus mpu 800 - 1200 °C ucxomHblx U MpeABapUTEIHHO
HaBO10pOKeHHBIX 710 800 ppm 006pa3nos u3 crasa ZrINb(M) Ha ocHOBe Ty04aTOro MUPKOHHS
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ZriNb-3on 0800 °C ucx.

0950 °C ucx.
0970 °C ucx.
0985 °C ucx.

A 1000 °C mcx.
01015 °C mex.
01030 °C mcx.
01050 °C mcx.
E1100 °C mcx.

@ 1100 °C maBoI.
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Pucynok 6.3 — Kuneruka okucnenus npu 800 - 1200 °C ucxoIHbIX U IpeaBapUTENHEHO
HaABOJOPOXEHHBIX 10 800 ppm 00pasnoB u3 ciutaBa Zr1ND Ha 0CHOBE 3JEKTPOTUTHUECKOTO
LUPKOHUS ¢ cofepxkaHueM Gropa meree 1 ppm
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Conas

ZriNb(omr

7=10000 ¢

ZrINb(M

=5000 ¢

7=15000 ¢

1=5000 ¢

7=5000 ¢

7=5000 ¢

1=5000 ¢

=5000 ¢

1=5000 ¢

1=5000 ¢

C(H)=400ppm / ©=4200 ¢

7=10000 ¢

=5000 ¢

Toxk, °C|CocrosHue
: Zr1Nb-3on Zr1Nb(Wch)
800 | mcxonnoe -
=5000 ¢ 7=5000 ¢
900 t=10000 ¢
HaBOOOPOK. -
©=5000 ¢ =10000 ¢ i
7=5000 ¢
=5000 ¢
HCXOHOE ER—
1000 1=10000 ¢
HaBOJIOPOK. -
C(H)=200ppm / ==5000 ¢
MCXOOHOEC - -
1015 =5000 ¢ 7=5000 ¢
HaBOOOPOK. -
R
HCXOJHOE - - i
1030 =5000 ¢ 7=5000 ¢
HaBOIOPOK. - -

2
&
T
(<]

C(H)=400ppm / t=4200 ¢

Pucynok 6.4 — TUnu4HbIA BHEIIHUA B UCXOJHBIX U MPEIBAPUTEIHLHO HABOIOPOKEHHBIX J10
800 ppm o6pa3uor u3 criaBoB Zr1Nb, ZrlINb(ont) u Zr1Nb(M) nmociie ucnbiTaHui B YCIOBUSAX

BTO npu 800 - 1030 °C
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Toxk, °C| Cocrostane

Zr1Nb-3omn ZrINb(M)
1050 7=5000 ¢ =5000 ¢ =5000 ¢
HaBOIOPOXK. -
C(H)=400ppm / ©=3120 ¢
HUCXOIHOEC

1=1800 ¢ =1700 ¢ 1=3200 ¢ 1=1700 ¢

1100

C(H)=320ppm / =570 ¢ | C(H)=440ppm / =300 ¢ | C(H)=800ppm / t=2535 ¢ | C(H)=400ppm / ==1120 ¢
HUCXOJHOE -
1150
HaBOJIOPOXK. -
HUCXOJHOE
=1000
1200 u =
HaBOJIOPOX.

C(H)=270ppm / =250 ¢

C(H)=100ppm / =730 ¢ | C(H)=700ppm /=600 ¢ | C(H)=400ppm /=160 ¢

Pucynok 6.5 — TUNMYHBIN BHEITHHUI BU UCXOIHBIX M MIPEIBAPUTEIILHO HABOJJOPOKCHHBIX 10
800 ppm o6pa3ioB u3 criaBoB ZrINb, Zr1Nb(ont) u Zr1Nb(M) mociie uCrbITaHul B yCIOBUSIX
BTO mpu 800 - 1030 °C

[lo naHHBIM pe3yNbTaTOB MEXaHMYECKHUX MCIBITAHUN Ha JUaMeTpajbHOE CKaTHE IpH
135 °C o6pa3noB craBuiIach 3aja4ya MOCTPOUTH OOOOIIEHHBIE AWArpaMMbl OXPYIMUMBAHUS IS
WHTEpBaJoB Temmeparyp okucienus ot 950 mo 1050 °C u ot 1050 mo 1200 °C. TIlpu
temneparypax 800 u 900 °C B teuenue 10000 ¢ octatoyHasi IUIACTUYHOCTH 00pa3loB TpPyO
Haxoaunace Beime 2 % (MuHuManbHoe 3HaueHue OIl = 2.4 % mpu Toxk = 900 °C mns
C(H) =400 ppm).

s unrepsana temneparyp ot 950 no 1050 °C noctpoeHue auarpamMMbl OXpYITYUBaHUS
OCYIIECTBJIEHO B BHJAE TpaduKa 3aBUCHMOCTH JJIUTEIBHOCTH OKHCIEHHUS A0 JOCTHXKEHUS
3HAUEHUS OCTATOYHOM IUIACTUYHOCTH > 2 % OT TEMIIepaTypbl OKUCIEHUS U COJIEPKaHus BOAOPOIa
B cmaBe (pucyHok 6.6). [lns srtoro npu kaxaod temmeparype BTO omnpenenenst
IIOPOTOBBIE JUTUTEILHOCTA OKUCIIEHMS, P KOTOPBIX YPOBEHb OCTATOUYHOM IUIACTUYHOCTH PABEH
2 % c yderom morpemniHocteil usmepenuil. [Ipumep onpeneneHuss MOPOroBbIX AJIUTEIHHOCTEN
okucnenus st BTO npu 1000 °C npencrasien Ha pucyHke 6.7. [lomyueHHbie TakuM oOpa3zom
MOPOTrOBBIE IMTETBHOCTH OKHUCIEHUS Mg AuanazoHa temmeparyp oT 950 mo 1050 °C

CYMMHUPOBAHbI Ha JUArpaMmMe OXpPYyIMUUBaHHUA U YKa3aHbl B BUAC TOUCK HA PUCYHKC 6.6.
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Pucynok 6.6 — O6001ieHHas nuarpaMma oxpymauBanus ajs cmiaBoB ZrINb, Zr1Nb(ont) u
ZrINb(M) B pesynbrate BTO npu Temmneparypax ot 950 no 1050 °C ¢ yuerom
MPEIBAPUTEIILHOTO HABOJOPOXKMBaHUs 00pa3uoB g0 400 ppm
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% % O C(H)=5 ppm
C(H)=100 ppm
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\‘% < C(H)=400 ppm
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JIHTeJIbHOCTL OKHC/JIEHHS, €

Pucynoxk 6.7 — 3aBUCHMOCTb OCTaTOYHOM ITUIACTUYHOCTH 1pH 135 °C OT ATUTENBHOCTH
okucnenus npu 1000 °C B cpenie BOASHOTO napa Ipy pa3IMdyHOM YPOBHE COJEPKaHUSA BOAOPOAA
B MoauduKaimsx criasa ZrlNb

JuarpamMmmy OXpYMUMBAaHHS MOXKHO TPEICTaBUTh W B BHJE Tpaduka 3aBUCHMOCTU
MOPOTOBOM JIJTUTENILHOCTH OKHCIIEHUST OT OOpaTHOM TeMmeparypbl (pUCYHOK 6.8), KOTOpBIi
MOKHO HCIOJIb30BaTh [UIsl TMOJydeHHUs OleHOoyHoro ypaBHeHHs. C 3TOH Uenblo, JaHHBIE,
IIPUBEICHHBIE HA PUCYHKE 6.8 ISl KaXJ0ro COJAEp)KaHMsS BOJIOPOJA, ANINPOKCUMHPOBAaHbI

SKCHOHEHIIMAJIBbHON (I)YHKHHCﬁ CJICOAYIOIICTO BUAA:

T = A(Cy)-eF, ¢ 6.1)

rae A(CH) — KOO GUIMEHT, 3aBUCAIIHIA OT COJIEPXKaHUS BOJIOPOJIA B CILIaBe, C;
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T — remmniepatypa okucienus, K;
Y — mapaMeTp, ONpPEIeAIOINN 3aBUCUMOCTb ITIOPOrOBOU JNIUTEILHOCTH OKUCIIECHUS

oT Temueparypsl, K.

18000
@ 1 @ C(H)=5ppm ¥, = 0,0004¢21:513
g 16000 {| @ C(H)=100ppm @ R2=10,99
= 11 © CH) =200ppm e
E 14000 {| @ C(H)=400ppm
E 1 C(H)pacu.= 5 ppm v, = 0,0006¢20-:606x
2 12000 - C(H)pacu.= 100 ppm ° R?=0,99
2 1 A C(H)pacu.= 200 ppm
Z 10000 - A C .= 400 -
S 8000 - 220,99
= @
= 1 , e
= ]
2 6000 , . Q v, = 8E-06e25-141%
E A S R=0,99
g 4000 { @ -8 .0
= 2000 | ’ P
- @_-w';":& ________________________________
0 T T T T T T T T T
0,75 0,77 0,79 0,81 0,83 0,85

1000/T (K1)

Pucynok 6.8 — 3aBUcHMOCTb [TOPOrOBOM JIUTENBHOCTH OKUCIIEHUS OT TEMIIEPATYPhI U
coJep:kaHus Bogoposa B ciutaBax ZrlNb

YroObl MONYYHUTh YypaBHEHHE [UId [OPOTOBOM JUIMTEIBHOCTU OKHUCIIEHHS CJIEIaHo
JOTMYIIIEHNUEe, YTO MapaMmeTp Yy ais uHTepBaia temmeparyp oT 950 go 1050 °C ne 3aBUCHT OT
TEMIIEpaTypbl M COJAEp)KaHHs BOJOPOJAa B CIUIABE W PABEH CPEJHEH BEIMYMHE 3HAYCHHN
napaMeTpoB aPOKCUMHUPYIONIUX ypaBHeHUH (y1, v2, v3, y4), npeacTaBieHHbIX Ha rpaduke 6.8.
Orta cpennsis BennuuHa Y = 21670 K. Ucnons3ys ypaBHenue (6.1) u mapamerp y = 21670 K
ompezeneHsl 3HaueHus kodpdunmenta A(CH) ans coxmepkanmii Bojopoma S5, 100, 200 u

400 ppm (pucyHok 6.9).

35

v =-0,0476x +30,257
R?=0,9957

Yurorosoe = '090476X + 29,692

0 50 100 150 200 250 300 350 400 450
C(H), ppm

Pucynok 6.9 — 3aBucumocTh 3HaueHus K03 uImenTa A oT cojiepKaHus BOJI0pO/ia B CIIIaBe

158



Ha ocHOBaHWY KOHCEpBATHBHOTO MOAXO0a U3 rpaduka, MpeCTaBICHHOTO Ha pUCyHKE 6.9,

MOJIy4YeHO ypaBHeHue 3aBucumoctd kodpduienta A(ChH) ot coaepxkanus Bogoposa (6.2):

A (Ch) = (29,692 — 0,0476-CH)-107, ¢ (6.2)

rae Cx —conmep:kaHusi BOJOpOAA B CIUIaBe, PPM.

Hrorosoe YpaBHCHHUC JIs1 OLICHKU HOpOFOBOﬁ JJIIMTCIIBHOCTH OKHCIJICHHUA B 3aBUCUMOCTH OT

temneparypsl BTO B nmanazone ot 950 mo 1050 °C u conepkaHus BOJOpOAa B CILIaBE

MOXHO IIPEACTaBUTH B CJICAYIOIIEM BUAC:

21670

Thoporosoe = (29,692 — 0,0476-C) 10 e 7, ¢, ecnu Cy <400 ppm  (6.3)

Jna unrepBana temmneparyp ot 1050 mo 1200 °C mpuMeHEH HCIIOJIb30BaHHBIM paHee

noaxoa sl NOCTPOCHUA AWarpaMMbl OXPYITYMBAHUWA: HA rpa(bmc 3aBUCUMOCTH YKBHBAJICHTHOM

crenenu oxkuciieHusa ECR or COACPIKaHUA BOAOPOAA B CIINIaBC HAHOCUJIMCh TOYKH ABYX THUIIOB —

CO 3HAYCHHEM OCTATOYHOM IUTaCTHYHOCTH > 2 % (0, A, 0) u menee 2 % (X, +, ). O0o0meHHas

qUarpaMMa OXpyIYHMBaHUs JJIs Bblmeyka3zaHHbIX cruiaBoB ZrAIND, ZrlNb(ont) u ZriNb(M) c

y4eTOM IMpeABapUTEIHHOr0 HaBogopoxkuBaHus 10 800 ppm npuseneHa Ha pucynke 6.10.

JKBHBaAJNeHTHas ceneHb okuciaeHus (ECR), %
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Pucynok 6.10 — O600mieHHas quarpaMma oxpymnuuBanus 11 cruiaBoB Zrl1Nb, Zr1Nb(ont) u
ZrINb(M) B pesynbrate BTO npu remneparypax ot 1050 no 1200 °C ¢ yuerom

MIpeIBApUTENILHOTO HAaBOJOPOKHUBaHUS 00pa3uoB 10 800 ppm
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[TocTpoeHHas muarpamMma corjiacyercs ¢ JuarpamMmon oxpymuuBanus [155], momydeHHOM
0 pe3yJbTaTaM OKUCIIEHUS U UCTIBITAHUN 000J104eK U3 ciutaBoB Zircaloy-4, MS u ZIRLO.

Ha ocHoBaHuu anmnpokcuManuu JaHHBIX (PUCYHOK 6.9) MOIY4YEHO OLIEHOYHOE YypaBHEHHE
3aBHCHMOCTH MOPOTOBOM 3KBUBaJICHTHOM creneHu okucienus ECR ot copepxanus Bogopoja B
criaBe g uHTepBana temmneparyp ot 1050 go 1200 °C, Huxke KOTOPOH COXpaHSIETCS YPOBEHb

0CTaTOYHOM miacTuaHoCcTH Ooiee 2 % (6.4):

18,165 — 0,03329 - Cy, %, ecau Cy < 400 ppm

ECRoporonoe = { 7,6667 — 0,0067 - Cy, %, ecau Cy > 400 ppm (64)

rae CH —conmep:kaHusi BOJOpOAA B CIUIaBe, PPM.

[TomyyeHHBIE qUArpaMMbl OMPEEISAIOT TOPOrOBbIe 3HAYEHUS UIUTEIILHOCTH WIIM CTENEHU
OKHCJICHUSI B 3aBUCUMOCTH OT COJIEpKaHHUS BOJOPOJIa, COOTBETCTBYIOIIME XPYIKO-BS3KOMY
Nepexoly, U MO3BOJISAIOT pa3paboTaTh KPUTEPUN OXPYMUUBaHUS UIsl MOAU(UKALUN CIaBa

Zr1NDb npu yciaoBuu coiepkanusi B HUX propa Ha ypoBHe MeHee 1 ppm.
BuIBoabI 1O IJ1aBe 6

1. Ina crmaBoB Zr-1%Nb (ont) u Zr-1%Nb(M) Ha ocHOBE IUPKOHUEBOW I'YOKH M CILTaBa
Zr-1%Nb Ha OCHOBE 3JIEKTPOJUTHYECKOTO HUPKOHUS, coiepkammx ¢rTop menee 1 ppm,
MOJTBEPKIAETCA WX TOBeAeHHEe B ycioBusax BTO 0e3 mposiBIeHHS JTHHEHHOTO OKUCIICHHS B
unTepaine remneparyp oT 800 no 1200 °C ¢ yuerom conepxanus Bogoposa 1o 800 ppm.

2. Jlnss  TpéX BBINIEYKa3aHHBIX CIJIABOB  IOJIy4€Hbl OOOOIIEHHbIE JAHMarpamMMbl
oxXpynumMBaHus s uHTEpBaoB Temmepatyp 950 - 1050 °C u 1050 - 1200 °C u omnpeneneHsl
OILICHOYHBIE 3aBUCUMOCTH JJTUTEILHOCTH M CTETIEHU OKHCIICHHS OT TEMIIEPATyphl H COAEPIKaHUS
BOJIOPO/1a, TPH KOTOPBIX COXPAHAETCS yPOBEHb OCTaTOYHON IIIACTUYHOCTH Ooee 2 %.

3. Ilomy4yeHHble JaHHbIE MO3BOJISAIOT Pa3paboTaTh KPUTEPUHA OXPYHMUMBAHUS IS CIIJIABOB

Zr-1%Nb ¢ conepxanreM B HEX QTOpa Ha ypoBHE MeHee | ppm.
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OcHOBHBIE BBIBO/IbI

1. PazBura MeTOoAMKA BBICOKOTEMIIEPATYPHBIX MCIIBITAHUM B Cpele BOJSHOIO Iapa
00pa3loB LIMPKOHUEBBIX TPYO, oOecrneuynBaromas OAHOPOAHOCTh MX OKMCIEHUS M OTCYTCTBUE
MHTEHCUBHOI'O HAaBOJOPOXMBAHMSA Ha CTaJMU HArpeBa /0 TEMIEpaTypbl 3KCIEPUMEHTA, YTO
MOJTBEPXKICHO BepU(HUKaIMeld 0TpabOTaHHOH NpOoLeayphl B HCIBITaHUAX ciiaBa Zircaloy-4 ¢
[IOJIyYeHUEM  JIOCTOBEPHBIX M BOCIPOU3BOJUMBIX  pE3yJbTaTOB,  CPAaBHUMBIX  C
OIyOJMKOBAHHBIMU JAHHBIMU 110 3TOMY CILIaBY.

2. Onpenenenbl pa3iavuusl B 3aKOHOMEPHOCTAX KUHETUKU BBICOKOTEMIIEPATYPHOIO
OKHUCJICHUS W TOMJIONIEHUsT Bogopoja B BojasHoM nape mpu 1000 °C u cHMKEHHUSI OCTaTOYHOM
IUTACTHYHOCTH sl TpyO m3 cmaBoB Zr-1%Nb, H3roToBIEHHBIX M3 TPEX pa3HBIX BUJIOB
mupkonus, mo 100 % »snekrpoauTHyeckoro, ryéuaroro wiM uoauaHoro. Panuuit s¢¢exr
JUHEHHOTO OKMCIIEHUS, CONPOBOXIAIOUINICI HHTEHCUBHBIM HABOJOPOKMBAaHHUEM MU PE3KUM
CHI)KCHMEM IIJJACTUYHOCTH, IMPOSBIAETCS TOJIBKO JUIsl CIUIaBa Ha 3JIEKTPOIUTHUYECKOM
nupkoHud. OILlEHOYHAsi KOHUEHTpAalusi MHUKPOIOp B OKCHUIE C IEPEXOoAOM K JIMHEHHOMY

OKHCJICHUIO COCTaBJISICT MOpsAJIKa 6-101 M3,

C ysemnuennem temneparypsl no 1200 °C
pasinyMsl B KWHETUKE OKUCIIEHUs, MOIJIOIEHUH BOAOPO/a U OCTaTOYHOM IUIACTUYHOCTU TPYO,
HE 3aBUCUMO OT Pa3HOBUJHOCTU LIUPKOHHUS U COJEPKAHUS B HEM NIPUMECEH, CHUKAIOTCSI.

3. KiroueBbIM (pakTOpOM paHHETO SPKO BBIPAKEHHOTO JINHEHHOTO OKHCIICHHS B YCIOBHUSIX
BTO B mape npu 1000 °C ansa cnnaBa Zr-1%Nb Ha MHMXTOBOH OCHOBE C AJEKTPOIUTHUYECKUM
LUPKOHHEM SIBJISETCS OCTaTOYHas mpuMech (ropa B KonumuecTBe 10 5 ppm. [Ipu orcyrcTBun
npumecu (propa, kak B cruiaBe Zr-1%Nb Ha ocHOBe LUPKOHMEBOW I'yOKH, paHHEe JMHEHHOe
OKHCJIEHHE HEe HaOII0AaeTcs.

4. Obecneunth crmiaBy Zr-1%Nb Ha muUXTe C 3JIEKTPOJIUTHYECKUM LUPKOHUEM
OTCYTCTBUE PAHHETO JMHEHHOTO OKUCIIEHUS IMO3BOJIAET yAaJeHHe OCTaTOYHON mpumecH (ropa
0 ypoBHA MeHee | ppm mpu BBIIUIABKE CIUTKA 3a CYET NPUMEHEHHS JONOJHUTENbHBIX
NEPEraBoB U ONTHUMH3ALUU UX peKuUMOB. [Ipu 3TOM nuHEHOe OokucieHHe Ha TpyOax IMpH
1000 °C ne nabmogaercs B reuenue 10000 cexyna. OcraTounas rmiactuaHocTsb pu 20 u 135 °C
nocie okucienus 10 17 % ECR-CP B nmape mpu 1000, 1100 u 1200 °C coxpaHnsieTcst Ha ypoBHE
Boimie 2 %, Kak u s ciiaBa Zr-1%Nb Ha ocHOBe ry0OKy.

5. Ounctka mmudoBKOM MoBepxHOCTH TPYO M3 crmuiaBa Zr-1%Nb ot propcoaepxkammx u
JpYrMX HPHUMECHBIX 3arpsi3HEHUI IOJIOXKUTENBbHO BiMAeT Ha mnoseneHue npu BTO B cpene

BOISAHOIO I1apa.
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6. BrisiBieHO paznuyue B MpeuMyIIeCTBEHHON Auddy3un KUCIOPOoIa, TPOTEKAOIICH s
cmaBa  Zr-1%Nb B BomsHom mape mnpu 1000 °C, nubo c oOpazoBaHHEM TOJCTHIX
PACTPECKUBAIOIINXCS M OCHINAIOIIMXCS OKCUIHBIX IJIEHOK MPU HAJUYHMH B CIUIABE OCTATOYHBIX
npuMmeceld, MO0 C POCTOM MOAOKUCHOTO ciosi 0-Zr(O) A0 MOJHOrO 3aloJIHEHUS CEeYeHUs
TpyOuaroro obOpasua mpu OTCYTCTBMM (WM YyIalleHWu) 3TUX mpuMeceil. Takoe moBeneHue
KHCJIOPOJIa KapJAUHAIBHO OTJIMYAETCS OT €r0 MOBEACHUS B JPYTUX CILIABAX [IUPKOHUSI.

7. ns Tpy0 m3 crutaBoB tuma Zr-1%Nb, comepxamux ¢grop menee 1 ppm, ¢ yuérom
MPEBAPUTEIILHOTO HaBoAOpokuBaHus 10 800 ppm, 1o pesyabratram BTO npu Temneparypax ot
1050 no 1200 °C noctpoena 0000mEHHAs AUarpaMMa OXPYITYMBAaHKS OT COJACPIKAHUS BOJOPOIa
C OIpe/IeNIEHUEM TOPOTOBOM CTETIEHN OKUCIIEHHU S, COOTBETCTBYIOIIEH XPYTIKO-BA3KOMY MIEPEXOTY,

B 000CHOBaHHE MMPUMCHCHUS 3TUX CIIJIABOB B KaUCCTBC 000JI0YEK TBIJIOB.
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Pesyabrarsl mucceprauuonHoi paGotsl Mansrura A.T., nokasaBiiue Ko4YeBoe BIHAHHE
npamecd  (TOpa  HAa  [POABIEHWE  PAHHEr0 Tepexoaa K  JTHHeHHOH  KHHeTHKe
BBICOKOTEMIICPATYPHOTO OKHCJICHHA B NEPErpeToM BOASHOM mnape s cruiasa Zr-1%Nb us
SMEKTPOIHTHYECKOTO TOPOLIKA UHPKOHHS, [OCHYKHIH IONOJHHTCNBHBIM APryMCHTOM JUIs
cospannis Ha AO UM3 ycoBepmIeHCTBOBAHHBIX TEXHOIOIHYECKHX MPOLECCOB MOMYyYEHHS
IHPKOHHEBOH IyOKH, H3rOTOBICHHUS CIUTKOB H 06onoueunsix Tpy6 U3 crinasos THna 110 (Zr-
1%Nb) ¢ orcyrcreueM WIM  yialeHHeM — npuMmecH  ¢ropa B ofecnevenme
KOHKYPEHTOCTOCOGHOCTH Ha MHPOBOM PhIHKE IIMPKOHHEBOIO MPOKATA VIS TBIJIOB PEAKTOPOB Ha
TEIJIOBBIX HEHTPOHAX.

B Tom uncie:

- BHeapeno npHMeneHme yBEIHYCHHOTO cheMa UUTH(OBKONH CHAPYKH M TpapjieHHEM
H3HYTPH (10 15-20 MKM Ha auameTp) /Uis yJaneHHs ¢ 060m04YeyHbIX TPY6 MOBEPXHOCTHOTO
MeTaina, 3arpA3HEHHOro GTopoM (OT TPaBNeHHs) H APYTHMH IPHMECAMH;

- DKCIEpUMEHTANBHO O0OCHOBAHO M BHEAPEHO TPHMEHEHHE HWOIMAHOINO LHMPKOHHS B
Ka4yecTBe WHXTOBOH COCTaBIIAIOLICH MPH BLILIABKE CTHTKOB MoAHQHKaNMii crutasos THna D110
Ha OCHOBE LIHPKOHHEBOH ryOKH;

-Ilpn Bbmmaske ciutka cniasa D110 ¢ MpHMeHeHHeM B LIMXTE 3/1EKTPOJIHTHYECKOTO
MOpOIIKa UHPKOHHSA Onpo0oBaHBEl PEKOMEHAAUHH TI0 WMCMO/bL30BAHHIO JIOMOJHHTE/IbHBIX
[ICPENIABOB H ONTHMHU3AIHH KX PEXKHMOB JUTA YA leHHs OCTATOYHOMN NMpHMECH (PTOpa 10 YPOBHS
MeHee | ppm ¢ He/IbIO YCTPAHEHHS PaHHEero JHHEHHOTO BHICOKOTEMITEPATYPHOIO OKHC/ICHHS;
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- OBonoueunsie Tpy6s! w3 crtaa J110onT Ha ocHoBe rybku npomssoactBa AO UM3 mo
CTOMKOCTH K JIMHEHHOMY BBHICOKOTEMITEPATYPHOMY OKHMCIIEHHIO COTIOCTABUMBI ¢ TPyOaMH criiaBa
u3 ryokn ¢upmel Wah Chang (CIIIA), 4ro o0ecneuynBaeT UMIIOPTOHE3aBUCHMOCTD
OTEYECTBEHHOr0 IMpOKaTa OT IIOCTAaBOK ILMPKOHHMEeBOH IyOku u3-3a pyOexa. OxkupaeMslii
TOIOBOH JKOHOMHYECKHH d>((eKT oT mepexosa Ha IMUPKOHMEBYIO TyOky B 1eHax 2024 rona
cocTaBuT 240 MiTH. pYO.

oy
Hauanenuk nexa NeO7, K.T.H. ﬂﬁ / AT, Buranmun
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