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Pa3paGoTrana meToaMKa NOCJI0IHOIO PaJMOMETPHYECKOr0 aHAJM3a C HC-
MOJIb30BAHHEM YIEKTPOJUTHYECKOT0 CHSTHS CJI0€B IJIsI ONMpeae/ieHHs] mapamer-
POB 3epHOrpaHu4HON 1P Py3nn Ko0aIbTa B NOJHKPUACTALIAYECKOM HUKeJIe.

ean padoThl 3aKiII0Ya€TCSl B 0TPA00TKE MOJHOTO TEXHOJOTHY€eCKOr0 IMKJIA
MOCJIOHOTO0 PATHOMETPHYECKOT0 AHAJIN3a, BHIOOpPE ONTHMAJIBHOTO COCTaBa
3JIEeKTPOJIUTA AJA HUKEJS] U YCIAOBHIl MpOBeleHHs JIKCHEePHUMEHTAa AJs CHATHSA
cioeB MeTasuia ToauuHoii 20—200HM.

HccnenoBaHusi NPOBOIMIINCH, HA HUKeJe HOMHHAJIbHOI uncToThl 99,98 %.
Craduausupymwonas TepMooopadoTka 00pa3uoB MPOBOAMIACH NPHU JAaBJIEHUH
10° Ia B Teuenne 2 4 npu Temmeparype 1273K. Tuddpy3noHHbIe OTHKHIU BbI-
nosHsHch npu aapiaennn 10° [1a B maTepBase Temmeparyp 623—-1173K B Teue-
nune 5-30uy.

Konnenrpanuonabsie npo¢uin n3MepsuInch MyTeM MapajieJbHOTO CHSTHS
CJ10€B, KOTOPbIe ObLIH MOJY4YeHbI ¢ TOMOIIBIO )1eKTPOJHTHYECKOIT MOJTHPOBKH B
pacTBOpe Ha OCHOBe cyiabhamMaTra HUKeJsl C MOCTeIYIOIIMM B3BelIMBAaHNEM 00-
pa3na Ha BBICOKOTOYHBIX AHAJMTHYEeCKHX Becax. PazHuma B Bece 10 M mocie
CHAITHUS CJI0EB HCMOJIB30BATACH 151 JAJIbHElIIero pacyera TOJIINH CHATHIX CJI0-
€B U, KaK CJeJCTBHUe, IIIyOMHbI NPOHUKHOBeHMs Tuddy3anTa. OcraTouHas ak-
THBHOCTH 00pa3ua u3Mepsijach NpM NOMOIIH HH(PPOBOro raMMa-cieKTpomMeTpa ¢
Nal(Tl) aerexropom. Ilepen mpoBeaeHHEM IKCIIEPUMEHTOB ObIT H3TOTOBJIEH Ta-
JIOHHBIH MCTOYHMK € 3apaHee H3BECTHOH AKTHUBHOCTHIO VISl YUeTa NONMPABOYHOI0
K03 PHIMenTa BCIeICTBHE PATHOAKTHBHOIO pacnana > Co.

YaenbHasi ciioeBasi aKTHBHOCTH ObLJIa pPacCYUTaHA MO HHTErpPajbLHOMY OC-
TaTKy JuHnn 122,14x3B no merony I'py3nna. Ha ocHoBe mpensioskeHHOH MeTo-
AUKH BO3MOKHO ONpeAe/IMTh NMapaMeTpbl 3epHOrpaHu4Hoil nuddysun, Takme
Kak K03(Q(dunueHT 3epHOrpaHm4HOil nud@ysun, TpoiiHoe NMpou3BefieHHe H KO-
3¢ ¢puuueHT cerperaumu.

Kntouegvie cnosa. zepmoepanuunas ou@gysus; nOIUKPUCTIAITUYECKUU HUKETD,
2nyOUHa NPOHUKHOBEHUS; NOCIOUHBII PAOUOMEMPUYECKUL AHATU3.

Beenenne

Bcectoponnee nonumanune auh(y3MOHHBIX MTPOIECCOB B TBEPABIX TENAX SBJISCTCS OAHUM W3 KITIO-
YEBBIX BOIIPOCOB B pa3pabOTKe MaTepuanoB. B HacTosIiee BpeMsi MHOTO BHUMaHHS YAETSETCS UCCIeN0-
BaHHIO MPOLIECCOB 3epHOrpaHUIHON qudPy3un, T. K. CKOPOCTh 3epHOrPaHNYHON AUD Y3 TUMUTHPY-
€T 3KCIUTyaTaI[MOHHBIC CBOMCTBA MaTepraia B KOHKPETHBIX YCIOBHUSX.

CymecTByeT psii METOJHK JIJISl OTIpe/ieNieHus Ko PUIMEHTa 3epHOrpaHnYHOM auddy3un Ut pas-
JUYHBIX 00pa3ioB [1]. OCHOBHBIM OOIIMM NPU3HAKOM TAKUX METOIUK SIBJISCTCS MOCIOWHOE OIpeee-
HHE KOHLEHTpauuu nudQyHaupyromero 3neMenTa. 3a OCHOBY Oblia B35iITa METOJUKA ONpPEIeIICHHS KO-
a¢dunreHTa 3epHOrpaHUYHON UG GY3UM — METOI MOCIOHHOIO pagroMeTpudeckoro aHamusa. OqHaKo
3alaHHBIA CIIOCOO CHATHUS CIOEB MaTephasia 3aJaHHON TOJIIWHBEI C MMOMOIIHI0 MUKPOTOHA, IPUMEHEH-
HBI B [2, 3], MOKET He aBaTh BOBMOXXHOCTH CHU3HTH TOJIIIMHY CHSATOTO CJIOS IO pa3MepoB, MO3BO-
JISIOMINX OMPENENATh 3aBUCHMOCTh KOHIIEHTPAIMH 10 TIyOMHE ¢ TpeOyeMbIM pa3pelieHHeM, TaK Kak
TOJIIIIHA CHATOTO CJIOSI TOCTHUTAaeT Mopsaka 1 MKM, 4TO COMOCTaBHMO C TIyOMHON MPOHUKHOBEHHS
muddyszanTa BHyTpb oOpasua.
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ITockonbKy, 0COOCHHO MPH HU3KHUX TeMIeparypax Aud@y3uoHHOro omkura, AuGPy3MOHHBIE MyTH
MOTYT OBITh MEHEE TOJIIMHBI CHATHS €AMHHYHOTO CIIOS, TO 3TO MOXKET 3aTPyIHSITh WM NMPUBOJHUTH K
HEBO3MOXKHOCTH MCCIICAOBaHMUS 3epHOTrpaHNYHON nnudy3un npu temreparypax Hiwke, yem 0,47,.

JpyruM MeTo0M HOCIOMHOTO PaJUOMETPHUECKOTO aHajH3a sSIBISETCsS aHOAHOE OKucieHue. Jloc-
TOWHCTBOM JIaHHOW METOAMKH SBISIETCS TO, YTO MPH €€ MCHOIb30BAHUH CHUMAIOTCS JOCTATOYHO TOHKHE
cion (20—2001m) [1], omHAaKO JaHHBIA METOA MPUMEHUM HE KO BCEM MaTepHalaM H IPHU €ro HCIOIb30-
BaHUHM HEOOXOIWMO JOTOJHUTEIBHO PAaCTBOPATH 00pa30BaBIIYIOCS OKCHIHYIO IUICHKY, TOTJa KaK MpH
HNEKTPOIUTHYECKON TIOMPOBKE YAAISETCS HEMOCPEICTBEHHO CII0H 00pasna 0e3 00pa3oBaHus IUICHKH.

DTOro HexoCTaTKa JMIIEHa METOJHMKA CHATHS CIOEB HHKEIS SIIEKTPOIMTHYECKHM criocobom. Ee
MPEUMYIIECTBO COCTOHUT B TOM, YTO C MOMOIIBIO JaHHOTO METO/Ia BO3MOXKHO CHUMATh CJIOM PUMEPHOM
tomuuHoi 10 HM, Torzma, Kak MpU HMCIOJB30BAHUM JAPYTHX METOIMK [2] CHUMAIOTCSI CIIOW TOpsIKa
100HM — 1 MKM, 9TO MOKET OBITh COITOCTABUMO C IIIYOMHOH MPOHMKHOBEHHUS TU(Qy3aHTa B HCXOTHBIN
obpaszen. Takke JOCTOMHCTBOM 3TOI METOIUKH SIBISAETCS TO, UTO ISl €€ peaqu3aluy He TpedyeTcs Ka-
KOT0-1H00 CHEIUAIFHOTO TOPOTOCTOAIIETO 000PYIOBaHUSI.

B nacTosmei pabore cTaBmiiach 3aadya 0TpadOTaTh BCE CTAAMHU MOCIOWHOTO PAIHOMETPHUYECKOTO
aHaIN3a, MoJ00paTh ONTUMANIBHBINA COCTAB AIEKTPOINTa It YucToro Ni M yCIIOBHS IPOBEICHUS JKCIIe-
PUMEHTA JUIsl CHATHS CJI0€B MeTallia ToMUHOM nopsinka 20—200am.

JKcnepuMeHTAJIbHAS YaCTh
A. Matepuan
Uccnenoranus npooawanck Ha Ni HomuHansHOU uncToThl 99,98 % .Conepikanue mpumMeceii B 00-

pasie nmpuBeneHo B Tabm. 1.
Tabnuua 1
CopepxaHue npumecen B Ni o6pasue

DJeMeHT pUMeCH Al | Co | Cr| Cu | Fe Mn | Mg P Si | Ti|V
Conepxanne, 10°%sBec | 61| 35 | <3| 17 4 <1 13 | <30| 10 | 7 7

[MoxroroBka 00pa3IOB sl MOCIOWHOTO PaIHOMETPUIECKOTO aHAIIM3a BKJIIOYAET CIEIYIONUE JTa-
TTBL:

1) Hapeska 00pa3IoB 3aJaHHOM TEOMETPHUHU Ha DJICKTPOIPO3HOHHOM CTAHKE B BUJIC JMCKOB,;

2) mmdoBKy 00pasiia 10 3epKaIbHOro 0jaecka I CO3JaHMs YMCTOH U pOBHOM moBepxHocTH (yma-
JICHUE PUCOK, penbeda, AMOK 1 aedhopMaIivn);

3) ounCcTKa MOBEPXHOCTH 00pa3iia IESKTPOXUMHISCKUM CIIOCOOOM TOCiIe NUTH(GOBKY TS yIATCHHS
HaMpPsHKEHHOTO CJI0s, KOTOPKI 00pa3yeTrcs B Iporiecce NUTU(POBKU 00pasIa.

OO6pas3ipl B hopMe AUCKA ¢ TOJIIIMHON 5 MM U 1uaMeTpoM 12 MM ObLIH IPUTOTOBICHBI C TOMOIIIBIO
ANEKTPOIPO3MOHHOTO cTaHKa. [lasiee 0Opasibl MOABEPraiUCh TPABICHUIO B KOHIICHTPUPOBAHHOW a30T-
noit kucimore HNQO;. Tlocne yero mpoBouaachk MexaHudeckas IUTH(OBKA U TOJIUPOBKA C UCIIOJIB30Ba-
HUeM anMmasHoi mactel 1,0 MK JUIS cO31aHus 3epKATBHO YUCTOM MOBEPXHOCTH. KOHTPOIH YHCTOTHI TM0-
BEPXHOCTH IIPOBOAMICS Ha MuKpockore Carlzeiss Jenapu ysenmnaennn x80.

3aKITFOUUTENBHBIA 3Tal COCTOSUT B AJICKTPOIOIMPOBKE 00pa3IOB B pacTBOPE XPOMOBOTO aHTHAPHUIA
1 opTo(ochOpHOI KKCIOThI, COCTaB KOTOPOr0 MPUBEACH B Ta0JI. 2, IPH MOCTOSHHOM HampsbkeHuu 12 B
B T€UCHHME 2 MUH, C LIeb0 (HOPMUPOBaHUs 00JIee IIIaIKOTo peibeda, ueM IpHu MEXaHUIeCKOoH 00padoT-
Ke.

Tabnuua 2
CoctaB ANIeKTpoNuTa Ansd INIeKTPonoJIMPOBKU HUKens
KommnoneHT KonmnenTparys KOMIIOHEHTA, T/
Xpomoasrit anruapun CrO; 100
Oprtodochopras kucinora HsPOy 860

ITockonbky 0coboe BHUMaHUE NIpU U3ydeHUU nudPy3un ynensiercs CTpyKType 3epeH MeTaa, T. K.
MUTpAIUs TPAHKUIl MOXKET CYIIECTBEHHO yCKOpUTh nuddy3uro B Matepuane, 0COOCHHO BaXKHO 3TO yUH-
TBIBaTh B YUCTBIX METaJlIaX, T. K. pocT 3epeH B Ni MOKET MpOMCXOIUTH MPU HEOOJBIIOM HArpeBaHUU
oOpasna. [IpemioxkeHHas METoAMKa MPEATIONaraeT, YTo o0pa3ibl C HAHECEHHBIM PAJIHOHYKIUIOM TIO-
BEpraroTcs OTXKHUTaM, IMOATOMY HEOOXOIUMO, YTOOBI HccleayeMasi CTpykTypa Obuta ctabmibHON. OO0-
pasipl mepe]; HAHECEHUEM PaMOM30TOIA MOIBEPralluCh CTAOMIU3UPYIOMEMY OTKUTY MIPH TeMIIepaTy-
pax, CyIIeCTBEHHO OoJiee BBHICOKHX, YEM TeMIepaTypbl TU(QY3HOHHBIX OTXKUTOB. DTO MO3BOJSET HUC-
KITIOYHTH MUTPAIMIO TPAHHUI] 3¢PEH B IPOIECCE MPUTOTOBICHHS 00Pa3IoB ¢ H30TomoM > Co MpH MocIe-
JYIOIIUX OTXKUTaX.
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OO0pasibl, MONlydYeHHBIE TOCIE 3JICKTPOIUTHYCCKON IMOJMPOBKHU, OTKUTAIUCH TPU TeMIIEpaType
1237K, B TeueHHe ABYX YacoB B KBAPIEBOil TPyOe B YCIOBHSX AMHAMHYECKOro Bakyyma 107 Ila, cos-
JlaBacMOM TypOOMOJIEKYJIIPHBIM HacocoM. HarpeB o0pasioB OCyIECTBIISUICS CTAaHIAPTHOM TpyO4aToi
MIEYBI0 COMTPOTHBIICHHUS, KOTOpas HaJBUTaJIach Ha TpyOy ¢ 00pa3iamMu mociie JOCTHKEHUSI HOMHHAIBHO-
ro BaKyyMma. 3a/laHHasi TeMIIepaTypa MoAIepKUBaIach aBTOMaTHIECKUM peryisitopom TPM251u ompe-
nemsnack o Pt-Pt5%Rhrepmomnape ¢ morperroctsio £0,1K.

Jlns ymaneHuss BO3MOXXHOW OKCHIHOW TUICHKH, KOTOpas MOTJIa 00pa30BaThCs MPU TaKOW BBICOKOM
Temreparype, o0pasen CHOBa TOABEPTANCS AIIEKTPOXUMUIECKOH 00paboTKe B TOM K€ AIIEKTPOIUTE, UTO
1 JI0 TIPOBEACHUS CTaOMIHM3UPYIOIIEro OT/KHUTA.

Jmnst ompenenenus cpemHero pasmepa 3epHa 0,16
ObUIM TIPOBEAEHBI MeTaJUlorpaduyeckue Hccie-
JIOBaHMS, BKJIIOYamIue B ceds doTorpaduro
TpaBJIeHOro IuTKM(a MOBEPXHOCTH 00pasiia ¢ yBe- 0,12
muaenueM x50. Ha puc. 1 npuBeneHa rucTorpam-
Ma pacrpeneneHus 3epeH, U3 KOTOpOoi BUAHO, UTO
pasMep KpPHUCTAUIMTOB TIOCIE OTKHra COCTaBUII
160+50MKM.

CornacHo puc. 1, pazmep 3epHa HAXOAUTCS B

untepBaiie or 50 7o 350 MKM, YTO CBHICTENLCT- 0,04
ByeT O TOM, YTO TIOCJIE€ MPOBEIACHHUS PEKPUCTAI-
JU3AIMOHHOTO OT)KHTA YMEHBIIWIOCH KOJHYECT-
BO Pa3lIMYHBIX CTPYKTYPHBIX ACPEKTOB H mponuia 0,00
pEKpHUCTAININ3alNsA, O YeM CBHUIETEILCTBYET yBe-
JUYEHHE MAaKCHMalbHOTO pa3Mmepa 3epHa OT
100mkM mo 350 MkM amst oOpasua ¢ comepikKaHu-
eM nukenaa 99,98 %.

0,08

00beMHas 1015

50 100 150 200 250 300

d, MKM

Puc. 1. Paamep 3epHa Ni nocne ctabunusupyiouiero
omxkura 1273 K B TeyeHue 2 4

b. Metoanka nmocjI0iHOr0 pagnoMeTpH4ecKoro aHaJIu3a

PannonsoTon Ha mcciaemyeMblii METaUT MOYKHO HAHECTH IByMs criocobamu. [lepBriii omucan moj-
poGHo B paborax [2, 4, 5],xorma °’‘Co HAHOCHIICS B BHJIE KAILIH HA MOBEPXHOCTH 00pa3Lia ¢ IOCIEyI0-
mieil CyIIKoH MmoBepXHOCTH oOpasua. Jpyroii criocod HaneceHus nuddy3anTa — METOAOM DICKTPOIIHN3a.
B nHacrosimeli paboTe HCIOIb30BaICS BTOPOH CHOCO0 — 3JEKTPOIMTHYCCKHM. JIOCTOMHCTBOM JTaHHOTO
MeTOJa SBISIETCA TO, YTO PATUOHYKIH] HAHOCUTCS PAaBHOMEPHO Ha BCIO MOBEPXHOCTH 00pasia, Torjaa
KaK IPH HAHECEHUH METOJIOM KaIUlM PaJHoOHYKIH] paCTeKaeTcsl 0 MOBEPXHOCTH 00pasiia HepaBHOMEp-
HO.

[Ipomecc ocaxkaeHust paaroHyKIuaa B kKoiaumdectBe 1,5 MBK, oCyIIecTBISLICS 3JEKTPOIHU30M Ha
IOATOTOBIICHHKI 06pasel U3 pactopa >'CO, Ha ofHy 3 HoBepxHocTeil Ni, IpUMepHOl MUIOIABIO
1 cm®. KonuuecTBO HAHECEHHOTO PAAHOAKTHBHOIO MATepHala KOHTPOIMPOBATIOCH IIPU TOMOLIM JO3H-
meTpa YUM-2]I.

Janee oOpasell ¢ paJIuou30TONOM MojBepraics TUGQy3nOHHOMY OTXKHTY. BBIOOp TemmepaTypbl
i 1u(Hy3HOHHOTO OTKUTa OMPEAETSUICS B 3aBUCUMOCTH OT TOTO KaKylO0 TEMIIEPaTYPHYIO 3aBHCH-
MOCTh HEOOXOJIIMO HCCJIEI0BATh, OOBIYHO HAYMHAIOT C CAMBIX HHU3KUX. [IpOOIKHUTENLHOCTh OTKHTA
3aBHCHT OT NIIyOHHBI IPOHMKHOBEHHS aToMa > CO B CTPYKTYPY MONHKPHCTAIIIA.

Jns pacdera BpeMEHHM OTXKHMIa HE0OXoauMo Obuto omnpenenutb pexuM auddysun. CornacHo [6]
JUTSL OTIPEJIENICHUST PeKUMa HE0OX0IMMO BBIYHCIUTH 3HaUEHHE TapameTpa O, B 3aBICHMOCTH OT BEJIWYH-
HBI KOTOPOT'O W ONPEAEIIUICS PEKUM 3epHOrpaHnIHON auddy3un.

Benuunny napamerpa O MOKHO BBIYMCIUTH IO COOTHOLIEHHIO!

a:i (1)

)
2,/Dyt
rae S —KodpUIMEHT cerperanuu; O — MUpPUHA TPaHULBI 3epHa, M; Dy — koaddurment oobemMHoi aud-
dysum, M%/c; t —Bpems xuddy3HOHHOrO OTXKHrA, C.
Jnbdy3roHHbIE OTKUTH MPOBOMINCH B BHICOKOBAKYYMHOIT Ieun Varianmpu temieparypax HUKe
1100K B muramuueckom Bakyyme 107° ITa, co3naBaeMoM TypGOMOIIEKYISPHEIM HacocoM. B kauecTse
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CHCTEMBI OXJIAXKICHHS TYPOOMOJICKYJIIPHBIX HACOCOB BBICTYIATH COCYAbI C KUAKAM a30TOM (T, =
77K). 3amanHas TeMIiepaTypa HOAIepKHBaIach aBTOMATHIECKUM peryastopom TPM251 u onpenens-
nack o Pt-Pt5%Rheepmonape ¢ morpentaoctsio +0,1K.

Iocne mpoBeneHHOi TepMooGpaboTku obpasen Ni (°'Co) XHMHUUYECKH TpPaBWICA B Pa30aBICHHOI
cosstaoi kuciore HCI (1:4) mpu KoMHATHOM TeMITepaType ¢ IeIbI0 yaAIeHHs ¢ MOBEPXHOCTH 0Opasna
octatkoB °'CO, KOTOpEIi He mpoxuddyHIMpoBan Briiy6s obpasia.

B HayyHOM Mupe CymIecTBYET psii METOAOB Jsl OTpeneieHus] KodpQHUIUeHTa 3epHOrPaHMYHON
i Py3un 1S pasnudHbx MatepuaioB [3]. OCHOBHBIM OOIIMM IPU3HAKOM TaKHX METOIOB SBIIAETCS
MTOCIIOWHOE OTpe/ieNicHue KOHIeHTpannu auddyaaupyomero aeMenTa. OIHaKo crocod CHATHS CITOEB
MaTepHuaia 3aJaHHOH TONIIMHBIL, MIPUMEHIEMBIX B HACTOSIEE BPEMS B HCCIEAOBAHUSAX C ITOMOIIBIO
MHKpOTOHA [4, 5], MOXKET He JaBaTh BO3MOYKHOCTH CHHU3UTH TOJIIIMHY CHATOTO CIIOS IO pa3MepoB, MO-
3BOJISIIONINX OINPENENATh 3aBUCHMOCTh KOHIICHTPAIUK 10 TIyOuHEe ¢ TpeOyeMbIM pa3pelieHueM, T. K.
TOJIIKMHA CJIOS, CHATOTO C MOMOIIBIO JAHHOTO METO/a, COMIOCTaBUMa C INIyOMHON MPOHUKHOBEHUS AUQ-
¢y3anTa BriyOb oOpasua.

B mpemioxkeHHOM METOIMKE TMOCIOWHBIN paJluOMETPUUECKUN aHalli3 MPOBOJMIICS C IOMOIIbIO
AIIEKTPOXUMHUECKON TTIOIUPOBKH.

DJEKTPOIHT AJIsI AIEKTPOXUMHUYECKOHN ITOJIMPOBKH BBHIOUPAJICS UCXOS U3 CIEAYIOMINX YCIOBUH:

1) moaxopsiie paboyne yCIOBHS U COCTAB PacTBOPA ICKTPOJIUTA B paMKaX MPOCTOM paTuoXuMH-
YEeCKOH J1abopaTopuu;

2) KOJIMYECTBO yJalsieMOro MeTajlla 3a ONpe/eICHHOE BpEeMs B OIPEICIICHHBIX pa00YHX YCIOBHUSX
MY HAXOXKIEHUH B 3JIEKTPOJIHUTE 00pa3ia JOKHO ObIIO OBITh MUHUMAIIEHBIM,

3) B pabounx yCIOBHUAX HE IOPTUT IOBEPXHOCTE 0OpasIia.

[oBbIIeHNE MIOTHOCTH TOKa BEIET K YBEIUUEHHIO 00beMa CHMMaeMoro meramia. s paboumx
ycloBuil 00pabOTKM MMEET MECTO ONTUMallbHas IIOTHOCTh TOKa, 0OeclevynBaionias MmojlydYeHue Hau-
TydInei moBepxHocTH. Upe3MepHOe yBeIHUeHHE TUNIOTHOCTH TOKa MOXET BbI3BIBATH OypHOE ra3000pa-
30BaHME, MEPETPEB MOBEPXHOCTH, MHTCHCUBHOE W HEPABHOMEPHOE TPaBIICHHE.

[oBbIIeHNE TeMIIEpaTypbl IEKTPOIUTA TPSMO MPOMOPLHUOHATIBHO YBEITMUUBACT KOJMYECTBO pac-
TBOPEHHOTO METaJlIa, TaK KaK OHO BEJET K YMEHBIIICHHUIO €r0 BSI3KOCTH M 00JerdeHuto auddy3noHHbIX
nporieccoB. OTHAKO Ype3MEPHO CHIIBHBIN TIEpETpeB BBI3BIBACT MOBBINIEHHOE razoo0pa3oBanue. [1oaro-
My TaK e, KaKk M Ui TUIOTHOCTH TOKA, MMECT 3HAYCHUE ONTHMAJbHAs TeMIIEpaTypa J3JIEKTPOJINTa,
o0ecreynBaronas NoTy4YeHHe HATy e TOBEPXHOCTH.

VYBennueHue BpeMEHH HaXOXKACHUS 00paslia B DIIEKTPOIUTE B pabOuMX YCIOBUSAX BENET IMOYTH K
OPSAMO MPONOPLUOHANEHOMY YBEITMUCHHIO KOJIMYECTBA CHUIMAEMOT0 METaILIA.

PexuM 31eKTpOXMMHUYECKON MOTUPOBKH JAJISl HUKENS OMpeNeNsuics MIOTHOCThIO TOKAa U yPOBHEM
HaTPsHKEHUS!, TIPUXOJISIIErocs Ha eMHUILY 00pabdaThiBaeMol MMOBEPXHOCTH, TEMIIEPATYPOH dIEKTPOITH-
Ta ¥ BPEMEHEM HaXOKICHUSI UCCIIEAyeMOTo 00pasiia B pabounx yCIOBUSIX.

B kauecTBe »neKTponuUTa AN MPOBEACHUS SKCIIEpUMEHTa ObII BHIOPAH AJIEKTPOJIUT, COCTaB KOTO-
poro ykasax B 1abi. 3 [6]:

Ta6nuua 3
CocTaB neKTponuTa ans nocronHoro paguomMeTpuyecKoro aHanusa HuKens
KommoHeHT KoHIleHTpaIus KOMIIOHEHTa, I/
Cynbdamar aukens Ni (803 NH2)2 4H,0 400
bopnas kucnora H;BO4 30
Honeunncynsdar Hatpus Cy,H,:SO,Na 0,1

s onpenenenns ontuManbaol (0koa0 20—200HM) TOIIIHMHBEI CHATOTO CIIOS OBLIH MTPOBEIEHEI
rpalyipOBOYHbBIC M3MEPEHHUS TIPH PA3INYHBIX YCIOBHIX (HANpsDKCHUE B IIEMH, INIOTHOCTh TOKA, TEMITe-
patypa 3JeKTPOJIUTA).

CaMbIM ONTHMAaJIbHBIM BAPUAHTOM OKA3aJiCsl PEXKUM, TPH KOTOPOM 3JICKTPOJUT TOMEIIASTCS B Jie-
JSIHYH0 OaH0, TaK Kak MPU MOHWKECHHOW TEMIIEpaType CKOPOCTh PEaKIMU HIKE, YeM MPU KOMHATHOM,
CIIeZIOBATEIBHO, TOMIIHHA CHATOTO CJIos OymeT MeHblie. M3 taba. 4 cieayer, 4To HEOOXOAUMO TOA00-
paTh UCTOYHHK MUTAHUSA CO CTAOWIM3AIMEH TI0 TOKY, TaK KaK BCE CHATHS CJIOEB MPOXOMAAT MPH MOCTO-
SIHHOM HAIpPsDKCHUH B 3aBUCHMOCTH OT CHJIBI TOKA, & HATPSDKEHUE HE KOHTPOIUPYETCS.

Jlns onpesieficHUsT TOJIIUHBI CHATOTO CJIOS TPEABAPUTENBHO TPEeOOBATIOCH U3MEPUTh TCOMETPHIO
obpasia ¢ MOMOIILI0 MUKpOMETpa (IuaMeTp U BBICOTY), IPUYEM JUAMETp 00pasiia U3Mepsuics B JBYX
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MIEPIICHNKYJISIPHBIX HAMIPABIICHUSIX, TaK KaKk 00pa3el] UMell HECKOJIbKO OBAIbHYI0 (OpPMY U JIJIS pacyeTa
HE00XO0MMO OBUIO YCpeIHEHHOE 3HadYeHHe auamerpa. Jlamee BRIYMCISAIACH IUIONIAAb MOJHOW MOBEPX-
HOCTH IIJIUHIPA:

S=n d( h+ %j : 2
rae d — ycpeaHeHHOE 3HaUeHHE AuameTpa, M; h —BeIcoTa 00pasia, M.

Ta6bnuua 4
Pexumbl nog6opa anekTponuta

U, B (I, MA) Pasamma B Bece obpasia o u mocne TommuHa CHATOTO CIIOS, MKM
CHSITHS CIIOS, MT

2 (4) 0,045 0,02

3 (40) 0,200 0,10
4 (110) 0,400 0,20
5 (410) 0,650 0,30
6 (480) 0,850 0,40
7 (650) 1,050 0,50
8 (970) 1,450 0,60
9 (1200) 1,700 0,70

YcpenHeHHoe 3HaueHHe auamerpa B (2) BEIUKCIANIOCH KaK CpeHee apU(METHUECKOE IBYX B3aMM-
HO TIePIECHANKYIIIPHBIX U3MEpPEHUI quamMeTpa obpasma, T. K. 00paszer] nMel HeCKOIbKO OBaIbHYIO (op-
MY B CEUCHUHU.

Konnentparuonssie mpouiin U3MEPsUTHCh MTyTeM NMapauIeIbHOTO CHATHS CJIOEB C TIOMOIIBIO 3JICK-
TPOJIMTHUYECKON TIOJMPOBKK ¥ B3BEIIMBAHHMEM Ha BBICOKOTOYHBIX aHaNMTHYecKuX Becax BJI-120M c
TourocThio 107 1. PasHuIa B Bece 10 1 MOCIE CHSITHS CIIOSB HCIIOIb30BANACH TS AaNbHEHIIEro pacte-
Ta TOJIIUHBI CHATOTO CJOS M, KaK CIICJACTBHE, TIIyOUHBI TPOHUKHOBeHHS. OCTaTOYHYIO aKTHBHOCThH Ha
o0pasiie u3MepsUTH TIpu oMol udposoro ramma-crekrpomerpa ¢ Nal(Tl) nerekropom. Iepea mpo-
BEJICHUEM SKCIICPUMEHTOB OBLT U3TOTOBJICH 3TAIOHHBIM UCTOYHHK C 3apaHee M3BECTHOH aKTHBHOCTHIO
JUIS y4eTa MONMpaBoYHOro ko> HIHEHT BBUAY pacnazia - Co.

14000 3areM Jenaincs MepecyeT W3 Pa3HHUIIBI
i o EXP Macc o0Opasiia 10 ¥ TOCJe CHATHS CIIOEB, B pe-
Fit Peak 1
12000 i 3y/bTaTe Yero TOJIIMHA CHATOTO CIOS X, M
Cumulative Fit Peak BBIYHCIISIACH 110 hopMyJIe:
10000 Am
L= (3)
8000 |- pS

rae Am — pasHuIa B Bece 00pasia J0 U Mocie
CHATHS CJIOS, KI; O — IUIOTHOCTh 00pasiia,
kr/v’.

VYAenbHYIO CIIOEBYIO aKTUBHOCThH BBIYHC-
JSUTH 110 WHTETPaJbHOMY OCTaTKy JIMHHA
ﬁ 122,14x3B no merony I'pysuna [7]. st oTo-
0 40 S0 120 100 200 20 2% 30 300 200 w0 4% 20 TO M3MepIach CyMMapHas aKTHBHOCTb 10 M

Howmep kanamna MOCJIC CHATHUSA CJIOCB, 3aTCM II0 PAa3HUIIC aK-

Puc. 2. Tpumep paaﬂz’:::"l"zg':ggpa AnA BbIAENEHNA THBHOCTEH € Y4ETOM MOIPABOYHOTO MHOKH-

TeJsl BBIYMCIISIACh aKTUBHOCTD CHSTOTO CJIOSI.
3areM ¢ yueToM (HOPMBI CIICKTPa BBIACIAIACH UCKOMast TUHUSA. [ 9TOrO CIEKTP pacKiaabiBaics Ha 2
KOMITOHEHTBI: JAmuHus 122,14x5B 1 «a1iK BbIIeTa» KpUCTaia CHUHTHUIATOpA. [ToydeHHoe pasioxke-
HHUE MpEaCTaBicHO Ha puc. 2, rae EXP —skcnepumentansubiii cniektp; Fit Peak 1, 2 «oMmoHeHTHI
cnekrpa, Cumulative Fit Peak eymMapHsIif MOZETBHBIH CIIEKTP.

-1
CKOpOCTb cyera, ¢
o
S
=3
S
T

4000

2000

B pesynbrate nomydanack 3aucumocts Bua INC, = f(yk), rae napametp K BeiOupaercs B 3a-

BUCHMOCTH OT peXHMMa mpoBeaeHus skcnepumenrta [4]. B cayuae pexuma C k = 2, B pexume B
k = 6/5.
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ANALYSIS USING ELECTROLYTIC LAYER STRIPPING TO DETE RMINE
THE PARAMETERS OF GRAIN-BOUNDARY DIFFUSION OF COBAL T
IN POLYCRYSTALLINE NICKEL

A.Yu. Istomina, E.V. Osinnikov

M.N. Mikheev Institute of Metal Physics of the Ural Branch of the Russian Academy of Sciences, Ekater-
inburg, Russian Federation

E-mail: osinnikov@imp.uran.ru

A technique for layer-by-layer radiometric analys&ng electrolytic layer stripping to determine
the parameters of grain-boundary diffusion of colmapolycrystalline nickel has been developed.

The aim of the work is to develop a complete tetbgioal cycle of layer-by-layer radiometric
analysis, to select the optimal electrolyte compmsifor nickel and the conditions for conducting a
experiment to remove metal layers with their thigss of 20—-200 nm.

The studies have been carried out on nickel of nahypurity of 99,98 %. The stabilizing heat
treatment of the samples is carried out at a pressiul0° Pa for 2 hours at a temperature of 1273 K.
Diffusion annealing is carried out at a pressur&@®t Pa in the temperature range of 623-1173 K for 5—
30 hours.

Concentration profiles have been measured by pastlipping of layers, which are obtained by
electrolytic polishing in a solution based on nickelfamate, followed by weighing the sample on a
high-precision analytical balance. The differentaveight before and after removal of the layenssisd
to further calculate the thickness of the remowaelis and, as a consequence, the penetration ofepth
the diffusing. The residual activity of the samjg@eneasured using a digital gamma spectrometerawith
Nal (TI) detector. Before carrying out the expennse a reference source with a previously known ac-
tivity has been made to take into account the ctime factor due to the radioactive decay’@fo.

The specific layer activity is calculated from thegral remainder of the 122,14 keV line using the
Gruzin method. Based on the proposed technique, gbssible to determine the parameters of grain
boundary diffusion, such as the diffusion coeffitief grain boundary, triple product and segregnatio
coefficient.

Keywords: grain boundary diffusion; polycrystalliméckel; penetration depth; layer-by-layer ra-
diometric analysis.
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