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Pa3paGoTrana MeToaMKa NOCIOIHOIO PagHOMETPHUYECKOr0 aHAJIM3A C HC-
MOJIb30BAHUEM JJICKTPOJUTHYECKOTO CHATHSA CJ0EB IS ONpe/iesIeHHs napamer-
POB 3epHOrpaHn4HOM J1MpPy3un Ko0aIbTa B OJUKPHCTANINYECKOM HHUKeJIe.

Ilesan padoThl 3aK1049aeTcs B OTPA00TKe MOJHOT0 TEXHOJIOTHYECKOro UKJIa
NMOCJIOHHOr0 PagNOMeTPUYECKOr0 AaHAJM3a, BbIOOpPe ONTHMAJIBHOIO COCTABa
3JIEKTPOJIUTA JUISA HUKEJIS W YCJIOBHH NPOBEICHHS JKCIHEPUMEHTA JJIf CHATHA
c10eB MeTanaa ToamuHon 20-200 am.

HccnenoBaHusi MPOBOIMINCH, HA HUKeJe HOMHHAJIBbHOI umncToThl 99,98 %0.
Crabduausupymomas TepMooOpadoTka 00pa3lnoB NPOBOAWIACH NPHU JAaBJIEHUH
10° Ma B Teuennme 2 4 npu temmneparype 1273 K. In¢p¢y3uonHblie OTKUTH BbI-
nosmsiick npu aaiaennn 107° Ia B narepBane Temmepatyp 623—-1173 K B Teue-
Hue 5-30 4.

KoHuenTpauuoHHusle NpoGuaIn H3MepsijINCh NMyTeM NapajjielbHOr0 CHATHSA
€J10€B, KOTOPbIe ObLJIM MOJY4YeHBI ¢ IOMOLIbIO 3JIEKTPOJIUTHYECKOI MOJTUPOBKH B
pacTBope Ha OCHOBe cyJb()amMaTa HHUKeJsl ¢ NMOCJeAyIOIUM B3BelIMBAHHEM 00-
pa3la Ha BBICOKOTOYHBIX AHAJMTHYECKHX Becax. PazHmuma B Bece 10 WM mocJie
CHATHSA CJIOEB HCIOJIb30BANACH JJIsl AaJbHEHIIero pacyera TOJIIMUH CHATHIX CJ10-
€B M, KaK CJIeJICTBHE, IVIyOMHbI IPOHUKHOBeHUus1 Aud¢y3anra. OcrarouyHas ak-
THBHOCTH 00pa31a H3MepsijIach NP NOMOIIH H(POBOro raMMa-cleKTpoMeTpa ¢
Nal(Tl) aerexropom. Ilepen npoBeieHUEeM IKCIIEPUMEHTOB ObLJI H3rOTOBJIEH ITA-
JIOHHBIH HCTOYHHK C 3apaHee H3BECTHONH AKTHBHOCTBIO JUISl Y4€Ta NONPABOYHOI0
K03(uLHeHTa BCJIeICTBHE PAJUOAKTHBHOIO pacnajaa *Co.

YaenbHasi cioeBasi aKTHBHOCTh ObL1a PACCYMTAHA 10 HHTErPAJIBLHOMY OC-
TaTKy JuHuu 122,14 k3B no meroay I'py3una. Ha ocHoBe mpeJioxKeHHOI MeTo-
AUKHM BO3MOKHO ONpefe/IMTh MapamMeTpbl 3epHOrpaHMYHOi auddy3un, Takue
KaKk Ko duuueHT 3epHOrpaHu4Hoi Auddys3uu, TpoiiHOe NMpPOU3BEJeHHE U KO-
3¢ dunueHT cerperauum.

Knouesvie cnosa: 3eprnocpanuunas ou@gysus; nOIUKpUCMATIUYECKUT HUKETb,
271yOUHA NPOHUKHOBEHUS; NOCIOUHBIU PAOUOMEMPUYECKUL AHATU3.

Beenenue

Bcectoponnee nonumanune any3MOHHBIX MIPOLECCOB B TBEPABIX TEJIAX SIBISETCS OJAHUM U3 KITIO-
YeBBIX BOIIPOCOB B pa3paboTKe MaTepuaioB. B HacTosIee BpeMs MHOIO BHUMAaHHS yIeseTCs NCCIea0-
BaHUIO MPOLIECCOB 3ePHOTrpaHUIHON M dy3un, T. K. CKOPOCTh 3epHOIPAHNYHON UM Y3 TUMUATHPY-
€T DKCIUIyaTallHOHHbIE CBOMCTBA MAaTEPUAIa B KOHKPETHBIX YCIOBUSX.

CymecTByeT psii METOIUK AJIsl onpeesieHus Ko duureHTa 3epHorpaHidHoi auddys3un s pas-
JTUYHBIX 00pa3noB [1]. OCHOBHBIM OOIIMM MPU3HAKOM TaKHWX METOJIHK SIBIIAETCS MOCIOWHOE Ompesene-
HUE KOHIEHTpauy AU(GPYHAUPYIOIIETo 3JIeMEHTa. 3a OCHOBY ObLIa B3ATa METOIMKA OINPEICICHUS KO-
s¢duurenTa 3epHOrpaHUYHON TU(Py3ur — METOA TOCIOMHOTO PaANOMETpHUIecKoro anaimusza. OIHaKo
3aJaHHbIA COCO0 CHATHUS CIOEB MaTepHaia 3aJaHHOW TOJIIUHBI C MTOMOILBI0 MHUKPOTOHA, TPUMEHEH-
HBI B [2, 3], MOXeT He JaBaTh BO3MOKHOCTH CHH3UTH TOJNIIMHY CHSATOTO CJIOS IO Pa3MEpPOB, IMO3BO-
JSIIOIIMX ONPEAETSITh 3aBUCUMOCTh KOHLIEHTPALMHU IO IIIyOuHE ¢ TpeOyeMbIM pa3pelieHHeM, TakK Kak
TOJIIIMHA CHATOTO CJIOSI JOCTHraeT Mopsiaka 1| MKM, YTO CONOCTaBHMO C TNTyOMHOH NPOHUKHOBEHHS
nuddysanTa BHyTps 00pasiia.
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ITockompky, 0COOCHHO IMPU HU3KHUX TeMmIeparypax nuddy3noHHOTo oTKuTa, UG Y3MOHHBIEC ITyTH
MOTYT OBITh MEHEE TOJIIUHBI CHATHUS CITUHHYHOTO CJIOS, TO 3TO MOXET 3aTPYAHATH WU TPUBOJHUTH K
HEBO3MOKHOCTH UCCIICAOBAHUS 3€PHOTPaHUYHON AU y3un pu TemrepaTtypax Hike, aem 0,47,

JpyruM MeToJIOM MOCJIOHHOTO PaJMOMETPUUSCKOT0 aHajau3a SBJISCTCS aHOMHOE okucieHnue. Jloc-
TOMHCTBOM JIAHHOM METOJIVKH SIBJISIETCS TO, YTO MPH €€ UCTIONh30BAHINH CHUMAIOTCS JIOCTATOYHO TOHKHUE
cion (20-200 um) [1], omHAKO JaHHBIM METOA MPUMEHUM HE KO BCEM MaTepHaliaM U MPU ero MCIOIb30-
BaHUU HEOOXOJMMO JOTIOJHHUTEIBHO PACTBOPATH 00Pa30BABIIYIOCS OKCHIHYIO IUICHKY, TOTJA KakK Mpu
AIIEKTPOJIMTHYECKOH MOUPOBKE YAAISIETCS] HEOCPEACTBEHHO CIION 00pasiia 6e3 00pa3oBaHusI IICHKH.

DTOro HeIoCTaTKa JIMIICHA METOJMKA CHSTHS CIOEB HHKENsS 3JEKTPOJUTHUECKHM criocoboM. Ee
MPEUMYIIECTBO COCTOUT B TOM, YTO C IMOMOIIIBIO JAHHOTO METO/Ia BO3MOKHO CHUMATh CJIOU MPUMEPHON
tomuuHOW 10 HM, TOTZA, KaK MPH HMCIOJIL30BAHWUHU JIPYTUX METOJHK [2] CHUMAKOTCS CIIOHM TMOpsAKa
100 EM — 1 MKM, 9TO MOKET OBITh COMTOCTABUMO C TIIyOMHOI POHUKHOBEHUS AU Py3aHTa B UCXOTHBIN
oOpa3zerl. Takxe TOCTOMHCTBOM 3TON METOJUKH SIBISETCS TO, YTO JUIS €€ PeaTu3alu He TpeOyeTcs Ka-
KOT0-JIN0O CIEIHAILHOTO JOPOTOCTOSIIETO 000PYA0BaHUS.

B Hacrosimeit pabote cTaBuiach 3aja4a 0TpadOTaTh BCEe CTAIWH MOCIOWHOTO PaHOMETPUICCKOTO
aHanu3a, moJ00paTh ONTUMAIBHBIN COCTAB AIIEKTPOIUTA JIs YACTOro Ni M yCIIOBUS TPOBEJICHUS JKCIIE-
PUMEHTA IS CHATUSA CJIO€B MeTalljia TOIIMHON mopsiaka 20—-200 awm.

JKcnepuUMeHTAIbHAS YACTh
A. Marepuan
Hccnenopanus nmpoBoawiiuch Ha Ni HOMUHAIBHOM YUCTOTHI 99,98 %. Conepkanue npumeceit B 00-

pasme npuBeneHo B Tad. 1.
Tabnuua 1
CopepxaHue npumecen B Ni obpasue

DJeMEeHT pUMECH Al| Co | Cr| Cu Fe Mn | Mg P Si | Ti|V
Conepxanne, 10 *%Bec | 61 | 35 | <3| 17 4 <1 13 | <30 | 10 7 7

IMoarotoBka 0OpasIOB Al MOCIOWHOTO PaMOMETPUYECKOTO aHaIH3a BKIFOYACT CICAYIOIINE 3Ta-
TIBL:

1) Hape3ka 00Opa31OB 3aJaHHON FEOMETPUH Ha AIICKTPOIPO3UOHHOM CTaHKE B BUJIE JIUCKOB;

2) nutndoBKy 00pasiia 0 3epKaIBLHOr0 OJIeCKa ISl CO3MaHUs YUCTOM U POBHOM MOBEPXHOCTH (y1a-
JIEHUE PUCOK, perbeda, SMOK U JiehopMaIlvH);

3) oYHCTKa MOBEPXHOCTH 00pa3ia MEKTPOXUMHUIECKUM CIIOCOOOM TMOCiIe NUTH(GOBKY IS Y/ IATCHHUS
HAIPSDKEHHOTO CJI0s, KOTOPBI 00pa3yeTcs B mpoiiecce IMITU(POBKH o0pasiia.

OO6pasubl B hopMe AUCKA C TOIMMIMHON 5 MM U tnaMeTpoM 12 MM OBLTH IPUTOTOBIIEHBI C TTOMOIIBIO
AJIEKTPO3PO3HOHHOTO CTaHKa. Jlanee oOpa3ibl MoABEpPraiich TPABICHUIO B KOHIIEHTPUPOBAHHOM a30T-
Hoii kucnore HNOs. TTocne yero mpoBoauiack MexaHn4eckas NUTM(OBKA U TMOJMPOBKA C UCIIONB30Ba-
HUEM anMa3HoH macThl 1,0 MK IS CO3JJaHUs 3epKATBHO YUCTON MOBEPXHOCTH. KOHTPOIL YHCTOTHI MO-
BEPXHOCTH TTpoBoaMIIcs Ha MUKpockorne Carlzeiss Jena nmpu yBenmmueHnn x80.

3aKITIOYUTENBLHBIN 3TAIl COCTOSUT B AJIEKTPOIOIMPOBKE 00Pa3lloB B pACTBOPE XPOMOBOTO aHTHIPHIA
1 opTohochHOpPHOI KHCIOTHI, COCTaB KOTOPOTo MPHUBECH B Ta0J. 2, MPU MOCTOSHHOM Hampsbkenuu 12 B
B TEUEHHE 2 MUH, C IIeTbI0 POPMUPOBAHHS OOJiee TIAJKOro penbeda, YeM MpH MeXaHHUeCKol 00padoT-
Ke.

Ta6bnuua 2
CocTaB ANIeKTPpoNIuTa Ansd 3JIeKTPONnoJIMPOBKU HUKeNA
KommoneHt KoHieHTparysi KOMIOHEHTa, T/71
Xpowmogsrii anruapu CrO; 100
Optodochopnast kuciora HsPO, 860

ITockompky ocoboe BHUMaHUE TpH N3ydeHUN TUPdy3Un yAETIIETCsS CTPYKTYpe 3epeH MeTalla, T. K.
MUTpAIs TPaHUI] MOXKET CYIIECTBEHHO YCKOPUTh Mu((dy3uto B MaTepuaie, 0COOEHHO BOKHO ATO Y4H-
THIBaTh B YUCTBIX METAJIaX, T. K. POCT 3epeH B Ni MOXET MPOUCXOANTH MPH HEOOIBIIOM HArpEBaHUU
obpasna. [IpenoxkeHHass METOIMKa MPEATIONIATAET, YTO 00pa3Ibl C HAHECEHHBIM PaJHMOHYKIHIOM TI0]I-
BEPralTCs OTXKHUraM, MO3TOMY HEOOXOJIMMO, YTOOBI MCCieayeMas CTPYKTypa Obuta ctabuinbpHOU. O6-
paslbl mepe]; HAHeCEHUEM PaJMON30TONA MOIBEPTaIiCh CTAOMIH3UPYIOIIEMY OTKUTY TIPU TeMIIepary-
pax, CyIIeCTBEHHO Ooliee BBICOKHX, Y€M TeMIepaTypbl Au(Qy3HOHHBIX OTKUTOB. DTO MO3BOJISIET HC-
KJTIOUATH MHTPAITHIO TPAHHIL 3€PEH B MPOLECCE MPHTOTORICHHS 00PA3IOB ¢ H30TOMOM ° CO TPH TOCITe-
JTYIOIINX OT>KUTaXx.
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OO6pasipl, MOTYYEHHBIE ITOCIE 3IEKTPOJIUTHUECKON TOIMPOBKH, OTKHUTAIUCH MPHU TeMIIEpaType
1237 K, B TedeHHe ABYX YacoB B KBAPIEBOil Tpy6e B YCIOBHAX AMHAMHUYECKOro Bakyyma 10° Ila, cos-
JTaBaeMOM TypOOMOIIEKYIIIpHBIM HacocoM. HarpeB 00pa3moB oCyIIeCTBISUICS CTaHIAPTHON TpyOdaToit
TIEYhI0 COMTPOTHUBIICHNUS, KOTOPast HABUTANIACh Ha TPYOy ¢ 00pa3iamu mocie JOCTHKESHHS HOMHUHAIBHO-
ro Bakyyma. 3aJjaHHasi TeMIlepaTypa MoJAep>KuBajlach aBTOMaTHUECKUM peryisitopom TPM251 u onpe-
nensnack o Pt-Pt5%Rh-repmomape ¢ morpemmoctsio +0,1 K.

Jia ynaneHust BO3MOKHON OKCHIHOW IUIEHKH, KOTOpas MOryia 00pa3oBaTbCs MPHU TAKOH BBICOKON
Temreparype, oopaser CHOBa MOABEPTANICS IEKTPOXUMUIECKOH 00paboTKe B TOM K€ DIIEKTPOIUTE, UTO
1 JI0 TIPOBEICHHSI CTAOMIIN3UPYIOIIETO OTKUTA.

Juia ompeneneHusi cpeqHero pasMepa 3epHa 0,16
ObuUIM TIpOBeeHBI MeTayutorpaduyeckue wuccie-
JOBaHUs, BKIIOYamOIIMe B ceba QoTtorpaduro
TpaBJIEHOTO TIUTH(a MOBEPXHOCTH 00pasIiia ¢ yBe- 0,12
mmgerreM x50. Ha puc. 1 mpuBenena rucrorpam-
Ma pacrpeesieHusl 3epeH, U3 KOTOpOr BUAHO, YTO
pasMep KpPHUCTALIMTOB IOCIE OTKHIa COCTABHII
160+50 MKM.

CornacHo puc. 1, pazmep 3epHa HaXOIUTCS B

untepBaie oT 50 mo 350 MKM, 9TO CBHIIETEIHCT- 0,04
ByeT O TOM, YTO TIOCJI€ MPOBEIACHHS PEKPHUCTA-
JTU3AIMOHHOTO OTXKUTA YMEHBIIMIOCH KOJHYECT-
BO Pa3IUYHBIX CTPYKTYPHBIX JEPEKTOB U MPOILIa 0,00
PEKpHUCTAIIIN3AINsSA, O YeM CBHIETEIHLCTBYET yBe-
JTUYEeHHE MAaKCHUMalbHOTO pa3Mmepa 3€pHa OT
100 mxm 1o 350 MM asst oOpasua ¢ coaepikaHu-
eM Hukeisa 99,98 %.

0,08

oObemMHas 2107151

50 100 150 200 250 300

d, MKM

Puc. 1. Pazmep 3epHa Ni nocne ctabunusupyiouero
omxura 1273 K B TeueHme 2 4

b. MeToauka nocjoifHOro paiuoMeTpU4YecKOro aHaJIn3a

Pagnonsoron Ha ncciemyeMblii MeTaI MOKHO HaHECTH IByMsl crtocobamu. llepBriil onwcan moj-
pobHO B paboTax [2, 4, 5], korma °'Co HAHOCHICS B BHE KAILTH HA TIOBEPXHOCTH 06PA3Ia ¢ MOCTIEAYIO-
nIeld Cymkol MmoBepxHOCTH oOpasna. [pyroii ciocod HaHeceHHus TUPPy3aHTa — METOAOM DIIEKTPOIU3a.
B HacTos1iel paboTe UCHONB30BAJCA BTOPOH CIOCOO — 3NEKTPOIUTHYESCKUH. JIOCTOMHCTBOM JaHHOTO
METO/Ia SABJISIETCS TO, YTO PAJUOHYKIINJ HAHOCHTCS PABHOMEPHO Ha BCIO MOBEPXHOCTh 00pasiia, TOraa
KaK [pU HAHECCHUH METOJ/IOM KaIlUTH PaJHoOHYKIIUI PACTEKAeTCs 110 MOBEPXHOCTH 00pa3iia HepaBHOMEP-
HO.

Iporiecc ocaxkaeHus paguoHyKiIuaa B konmuuectBe 1,5 MBK, oCyIIecTBIsICS 3IIEKTPOIU30M Ha
MOJIrOTOBJICHHBIN 00pa3ell U3 pacTBopa *Co, Ha OJIHY U3 TOBEpPXHOCTEW Ni, MPUMEPHON IUIOIIABIO
1 cM’. KOoNM4ecTBO HAaHECEHHOTO PajHOAKTHBHOTO MaTepHaIa KOHTPOIMPOBAIOCH MPH ITOMOIIH J03H-
Metpa YUM-2]1.

Janee obpasel; ¢ paguou30TONOM mNojBeprajics Auddy3HoHHOMY OTKUTY. BbIOOp TemmepaTypbl
JJIsA Z[I/I(l)(l)yfiI/IOHHOFO OTKUTI'a OIPEACTAICA B 3aBUCUMOCTU OT TOr'0 KAaKyrO0 TEMIICPATYPHYIO 3aBHCH-
MOCTh HEOOXOJIMMO HCCJIEI0BATh, OOBIYHO HAYMHAIOT ¢ CAMBIX HHM3KHX. [IpOJODKUTENILHOCTh OTHKUTA
3aBHCHUT OT TTyOHMHBI IPOHUKHOBEHHMS aToMa > CO B CTPYKTYPY MONHKPHCTAIIIA.

Jlins pacueTra BpEMEHH OTXKHWTra HEOOXOAMMO OBUTO ompenenuTh pexum auddysun. Cormacuo [6]
JUTSL OTIPEJICNICHHSI PEKUMA HEOOXOTMMO BBIYHMCIIUTh 3HAUCHHE MapamMeTpa o, B 3aBUCUMOCTH OT BEJIHYH-
HbI KOTOPOTO U OTIPEACIISUICSA PEXKUM 3epHOTrpaHnyHON auddy3un.

BCHI/I‘II/IHy nmapamMeTpa oL MOXXHO BBIYHCJIIMTD IO COOTHOIICHUIO!

)

2oyt
ryie S — KO3 PUIMEHT cerperanuu; O — IHUPUHA TPaHHIIBI 3epHa, M; Dy — koaddpunmenT oobeMHON Tud-
dy3um, M%/c; t — Bpemst Iu(QY3HOHHOTO OTHKHUTA, C.

Juddy3roHHBIE OTKUTH MPOBOAMIUCEH B BEICOKOBAKYYMHOM Ie4YM Varian pu TeMIepaTypax HUXKe
1100 K B auHaMu4eckoM BaKyyMe 10°° ITa, cosgaBaemoM TypOOMOJIEKYJISIpHBIM HacocoM. B kauecTBe

M)
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CHCTEMBI OXJIQXKJCHUSI TYpPOOMOJEKYISIPHBIX HACOCOB BBICTYMAN COCYABI C MKHUIKAM a30TOM (T =
77 K). 3amannas Temrieparypa MOAAEpKABaIach aBTOMAaTHIecKuM peryisropom TPM251 u ompenens-
nack o Pt-Pt5%Rh-tepmonape ¢ morpentaoctsio +0,1 K.

Tocne mpoenenHoi TepmooOpaboTku obpaser; Ni (*'Co) XuMuuecky TpaBuiCsS B pa30aBIcHHOM
constHo kuciote HCI (1:4) mpu KoMHaTHOM TeMIieparype C HeNbi0 yIaJeHHus C MMOBEPXHOCTH oOpasia
octaTkos °'Co, KOTOpBIil He TPoAH(QYHIUPOBAT BrIy6h 06pasia.

B HayyHOM Mupe CyIIecTBYET psii METOAOB sl OmpenesneHuss Kodp@uuueHTa 3epHOrpaHHYHON
i dy3un s paznunIHbIXx MatepuanoB [3]. OCHOBHBIM OOIIUM MPU3HAKOM TaKHX METOJIOB SIBISETCS
MIOCTIOHOE OTIpe/ielieHrne KoHIeHTparun audgyaaupyromero anementa. OmHako crocod CHATHS CIOEB
MaTepHuaa 3aJaHHOH TONIIMHBL, MPUMEHIEMBIX B HACTOSIIEE BpeMsS B MCCICHOBAHUSAX C TTOMOUIBIO
MHKpOTOHa [4, 5], MOXET He 1aBaTh BO3MOYKHOCTH CHHU3UTh TOJIIIMHY CHSTOTO CJIOSI 10 pa3MepoB, MO-
3BOJIIIOLIUX OMPENENATh 3aBUCMOCTh KOHIICHTPAIIUK TI0 TNIyOHMHE ¢ TpeOyeMbIM pa3pelieHueM, T. K.
TOJIIMHA CJIOSA, CHATOTO C MOMOILBIO JAHHOTO METOAA, COMOCTaBUMA C ITyOMHON MPOHUKHOBEHUS AUQ-
(y3aHTa Briyob 00pasia.

B mpepioxkeHHOM METOIMKE TOCIOMHBIM paJuOMETPUUYECKUN aHalnu3 MPOBOJUIICA C MOMOIIbIO
AIIEKTPOXUMHUUECKON TTOIMPOBKH.

DIEKTPOIHT ISl AIEKTPOXUMHUYECKOHN TTOIMPOBKHU BBIOUPAJICS UCXOISl M3 CIEAYIOMINX YCIOBUH:

1) moaxopsiie paboune yCIOBHsI U COCTAB PACTBOPA JIEKTPOJIMTA B paMKaX MPOCTON paTdOXUMH-
YeCKOM J1a0opaToOpHH;

2) KOJIMYECTBO yJasieMOro MeTallla 3a ONpe/eICHHOS BpeMs B ONPEISICHHBIX pab0YHX YCIOBHUSIX
MPU HAXOXKJIEHUH B DJICKTPOJIHUTE 00pa3iia JOKHO ObIJI0 OBITh MUHUMALHBIM;

3) B pabounXx yCIOBUAX HE MIOPTHUT MMOBEPXHOCTH 00pasIia.

[NoBbIIeHHE MIOTHOCTH TOKA BEJET K YBEIMYCHHIO 00beMa cHUMaeMoro Metaiuia. (s pabodmx
ycJoBUH 00pabOTKM MMEET MECTO ONTUMallbHas IUIOTHOCTh TOKA, 0OecleYMBaIoNias MojydeHue Hau-
Nydqiiei moBepxHocTH. Upe3MepHOe yBeIHUeHHE TUNIOTHOCTH TOKA MOXET BBI3BIBATH OYpHOE ra3000pa-
30BaHHKE, IEPETPEB MOBEPXHOCTH, MHTCHCUBHOE W HEPABHOMEPHOE TPABIICHHE.

IloBbIIEHHE TEMIIEPATYPBI IEKTPOIUTA MPSIMO MPONOPLUOHAIBHO YBEIUYUBAECT KOJIUYECTBO Pac-
TBOPEHHOTO METaIlIa, TaK KaK OHO BEJET K YMCHBIICHUIO €ro BA3KOCTH M 00JierdeHuto auddy3noHHbIx
nporieccoB. OTHAKO YPEe3MEPHO CHITBHBIN TEpPEerpeB BhI3BIBACT MOBBIICHHOE razoodpa3oBanue. [1oaro-
My TaK e, Kak M Ui TUIOTHOCTH TOKA, MMEET 3HAYCHUE ONTHMAIbHAs TeMIlepaTypa JJIEKTPOJIUTA,
o0ecreynBaroias NoTyuYeHHe HanyqIlei MTOBEPXHOCTH.

VYBennueHue BpeMEHH HaXOXKACHHUS 00pasiia B DJIECKTPOJIUTE B pabOUYMX YCIOBUSAX BEIET MOUTH K
MPSIMO MPOTIOPIMOHANTEHOMY YBEJIMUSHHIO KOJIMYECTBA CHUIMAEMOT0 MeTaJlIa.

Pexxnm SHeKTpOXHMI/I‘IeCKOﬁ TMMOJIMPOBKH JIA HUKEJIA ONPEACTIAIICA IJIOTHOCTBIO TOKAa U YPOBHEM
HAMPSHKSHUS, TIPUXOJAIIErOCs Ha eIMHUIY 00pabaThiBaeMOl MOBEPXHOCTH, TEMIIEPATYPOH dIEKTPOITH-
Ta ¥ BPEMEHEM HaXOKICHUSI UCCIIEyeMOro 00pasiia B pabouux yCIOBUSIX.

B kadecTBe 37eKTpoiMTa U MIPOBEICHHS SKCIIEPUMEHTa ObUT BBIOpaH 3JIEKTPOJIMT, COCTaB KOTO-
poro ykasaH B Ta6i. 3 [6]:

Tabnuua 3
CocTaB AneKTponuTa gns nocrnomHoro paguomMeTpuyeCcKoro aHanusa Hukens
KoMmmnonent Konrenrpariiyisi KOMIIOHEHTA, /1
Cynbdamar aukenst Ni (803 NH, )2 -4H,0 400
bopnas xucnora H;BO, 30
Honeunncynbdat Hatpus C;,H,:SO,Na 0,1

Hns onpenenenust ontuManbHOH (okoso 20-200 HM) TONIIWHBI CHATOTO CJOS OBUTH TIPOBEICHBI
IpayrpOBOYHbIC U3MEPEHUS MPH PA3TUYHBIX YCIOBUIX (HANPSHKEHHUE B IEMH, ITIOTHOCTh TOKA, TEMIIE-
paTypa dJIEKTPOIUTA).

CaMbBIM ONTHMATBHBIM BapUAHTOM OKA3aJICS PEXKUM, IPU KOTOPOM DJIEKTPOJIUT TIOMEIIAeTCs B Jie-
JSTHYH0 0aHro, TaKk Kak MMPH MOHKEHHOW TeMIIepaType CKOPOCTh PEaKIMK HUKE, YeM NPU KOMHATHOM,
CJIeI0BaTEeIbHO, TOJNIIMHA CHATOTO CJIOSl OyaeT MeHble. M3 tabn. 4 cienyer, 4To HEOOXOAMMO MOI00-
paTh UCTOYHHUK IMTAHUSA CO CTAOMIIM3ALMEH 110 TOKY, TaK KaK BCE CHATHS CJIOEB MPOXOJAT MPH MOCTO-
STHHOM HAITPSDKEHUU B 3aBUCHMOCTH OT CHJIBI TOKA, a HAIIPSDKEHUE HE KOHTPOIUPYETCSL.

st ompeziesieHUs] TOJIIMHBI CHATOTO CJIOS IPEIBAPUTEIBHO TPEOOBAIOCH M3MEPUTh M'EOMETPHIO
oOpasiia ¢ MOMOIIbI0 MUKPOMETpa (IUaMETP M BBICOTY), IPUYEM JUAMETP 00pasiia U3MEPSIICS B JBYX
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TIEPIICHINKYJISIPHBIX HAMIPABJICHUSIX, TaK Kak 00pa3el] MMeJl HECKOJIbKO OBabHYIO (popMy U IS pacyera
HE00X0MMO OBUIO YCpEeIHEHHOE 3HaYeHMEe AuaMerpa. Jlajnee BRIYUCIAIACH IUIONIA(h TTOJTHONW TOBEPX-
HOCTH IIJTUHIPA:

S=nd(h+%), @)

rae d — ycpeaHeHHOe 3HaYeHUe auameTpa, M; h — Beicota o0pasiia, M.
Tabnuua 4
PexunMbl nog6opa anekTponura

U, B (I, MA) Pasnuua  sece 0bpasua 10 u nocie TosmyHa CHITOro CJI0s, MKM
CHSITHS CJIOSI, 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

VYcpenHenHoe 3HaYeHUE nuaMeTpa B (2) BBIYUCISUIOCH KaK cpeHee apu(MeTHIecKoe IBYX B3auM-
HO TIepIIEHANKYJISIPHBIX H3MEPEHU AruaMeTpa o0pasna, T. K. 00pasell IMe HECKOJIBKO OBAIBHYIO (hop-
My B CEUCHHU.

KoHuenTpauoHHbie mpoQuiy U3MEpsUIICh MyTEM NMapajieIbHOTO CHATHUS CJIOEB C TOMOIIBIO AIIEK-
TPOJIUTUYECKON MOJUPOBKU M B3BEIIMBAHUEM HA BBICOKOTOYHBIX aHanuTHUeckux Becax BJI-120M c
TouHocThio 10° r. PasHuna B Bece 10 M MOCTIE CHSTHS CIOEB MCIIOJIb30BANACh UTA AaNbHEHIIero pacue-
Ta TOJIMIHMHBI CHATOI'O CJI0A U, KaK CJICACTBUC, I‘JIyGI/IHI)I IIPOHUKHOBCHHA. OCTaTOLIHy}O AKTUBHOCTBH Ha
obpasiie u3MepsUTH TIpu moMoInu 1ugposoro ramma-crekrpomerpa ¢ Nal(Tl) merekropom. Ilepes mpo-
BEJICHHEM JKCIIEPHMEHTOB OBLT M3TOTOBIICH 3TAJOHHBIA MCTOYHHK C 3apaHee M3BECTHONH aKTUBHOCTHIO
JUISL ydeTa MONPaBOYHOr0 Kod(HIMeHT BBUAY pacmaga ° Co.

i : 3areM penancs IepecdeT U3 Pa3HUILBI
EXP Macc obpasliia 10 u TOCJIe CHATHUS CIIOEB, B pe-
Fit Peak 1

12000 | |:: feal:5 3yJIbTATe€ YEro TOJIIUHA CHATOTO CJOS Xj, M

Cumulative Fit Peak BbIUUCJIAJIACh 110 (bOpMyJ]e:

_ 10000 Am
X =—, 3

8000 - pS

rje Am — pazHuIa B Bece o0pasiia JI0 U 1mocie
CHATHS CJOSA, KI; P — IUIOTHOCTH 00pasia,
Kr/m°.

VY IelbHYI0 CIIOCBYIO aKTHBHOCTh BBIYHMC-
JISIM 10 WHTETPAJIbHOMY OCTaTKy JIMHHUU
; 122,14 3B no meroay I'pysuna [7]. s sto-
0 40 80 120 160 200 240 280 3;0 .‘»(I»n ulm 4:1(1 4;0 s20 TO M3MEPsIaCh CyMMapHasd akKTHBHOCTb 10 U

Howmep kanana IIoCJIE CHATHUA CJIOCB, 3aTEM 110 pa3HUIIC aK-

Puc. 2. NMpumep pasﬂ:ﬁ::":'z;"ggpa ANA BbliAeNeHuA THBHOCTEH C y4eTOM IOIPABOYHOIO MHOKH-

TeNs BBIYHMCIISUIACH aKTUBHOCTD CHSTOTO CJIOS.
3areM ¢ yueToM (pOpMBI CIIEKTpa BbIACISIIACH HCKOMAas JTUHUS. J[J1s 3TOro CHEeKTp packiaabIBaics Ha 2
KOMITOHEHTHI: y~muHus 122,14 k3B 1 «uK BeUIETa» KpUCTAIUIa CHUHTHILIATOpA. [lomydentnoe pa3inoxe-
HHUE TIpeaCcTaBieHo Ha puc. 2, rae EXP — skcmepumenrtansusiii cekrp; Fit Peak 1, 2 — KOMIIOHEHTHI
criektpa, Cumulative Fit Peak — cymmapHbIit MOJETIBHBIN CIIEKTP.

6000

CkopocThb cuera, ¢

4000

T

2000

B pesynbrare mosydanack 3aBHCUMOCTH BHa In Cp= f (yk ), rae mapaMetp K BeiOupaercs B 3a-

BHCUMOCTH OT pEeXHMMa mpoBeaeHus skcnepumenta [4]. B ciaydae pexxuma C Kk = 2, B pexume B
k = 6/5.
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Ilocrie mpoBeneHHsI SKCIEPHUMEHTa CTPOMIIMCH KOHIEHTPAIMOHHBIE MPO(HUIN B 3aBUCUMOCTH OT
peXUMa MPOBEICHHS SKCTIEPUMEHTA, KOTOPBIE MPUBEICHBI HA pUC. 3.

b < L c
- ICMGETY =107 > OBk
o 10" 9
1 a °
: —

g 3 S .
;_f' 10°F 5 10°Fe
Q 3 Q L
g o g o
[ % %‘ g .0.
= L 9 F L
£ 10 S 2 19 .'\"‘
< % < "\l’!%t
= =
] ° <
T 7L = LSy
§ 10 _\'\\ 2 o \,\.\
3 °

5 . = S~

100k ~—_, ) ~

1 L L 1 107 b 1 1 1
0,0 0,5 1,0 1,5 2,0 2.5 0 2 4 6 8
2 2
a ¥ MKM 6 355, aicm S

Puc. 3. KoHueHTpaunoHHbie npodunu ana anddysmm Co-57 B Ni B pexume C (a) n pexume B (6)
(y — rmnybuHa npoOHUKHOBEHMUS)

3akinoueHue

Pa3paOoranHas MeToAMKa MO3BOIMIA MOAOOPATh ONTHUMAIBHBIA 3JIEKTPOJIUT, KOTOPBIA MO3BOJISIET
CHHMATbh CIJIOU, 00eCTIeUHBAIONINE UCCIIeIOBaHNE Y3KUX AU(P(Y3NOHHBIX 30H MPU UCCIIETOBAHUH 3€PHO-
rpannuHOi auQQy3uu > Co B MOTMKPUCTAITHYCCKOM HUKENE IIPU TEMIepaTypax Hivke, ueM 0,47,

BaaropapnocTn

Pabora BeImoHEeHA B paMkax rocynapcrBeHHoro 3amaanst DAHO Poccnu (Tema « DyHKIHS» HOMED
rocpeructpanyn AAAA-A19-119012990095-0), npu yacTUUHOW MOAJEPKKE MporpaMMbl (yHIaMeH-
tanbHbIX uccnenoanuii YpO PAH (npoext 18-10-2-37).
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ANALYSIS USING ELECTROLYTIC LAYER STRIPPING TO DETERMINE
THE PARAMETERS OF GRAIN-BOUNDARY DIFFUSION OF COBALT
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,
Ekaterinburg, Russian Federation

E-mail: osinnikov@imp.uran.ru

A technique for layer-by-layer radiometric analysis using electrolytic layer stripping to determine
the parameters of grain-boundary diffusion of cobalt in polycrystalline nickel has been developed.

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

The studies have been carried out on nickel of nominal purity of 99,98 %. The stabilizing heat
treatment of the samples is carried out at a pressure of 10~° Pa for 2 hours at a temperature of 1273 K.
Diffusion annealing is carried out at a pressure of 10 ° Pa in the temperature range of 623-1173 K for 5—
30 hours.

Concentration profiles have been measured by parallel stripping of layers, which are obtained by
electrolytic polishing in a solution based on nickel sulfamate, followed by weighing the sample on a
high-precision analytical balance. The difference in weight before and after removal of the layers is used
to further calculate the thickness of the removed layers and, as a consequence, the penetration depth of
the diffusing. The residual activity of the sample is measured using a digital gamma spectrometer with a
Nal (TI) detector. Before carrying out the experiments, a reference source with a previously known ac-
tivity has been made to take into account the correction factor due to the radioactive decay of *'Co.

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

Keywords: grain boundary diffusion; polycrystalline nickel; penetration depth; layer-by-layer radi-
ometric analysis.
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