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M3y4eH npumecHsbI 1 Ga30BbIi COCTaB
JIEHT KaToAHbIX cniaesos Pd—Ba n Pt—
Ba, nony4yeHHbIX Ha yCTaHOBKE AyroBOM
nnaskn A 535.02TO no TexHonorum, pas-
paboTtaHHol B AO «HIMMM «McTok um. Lo-
KWHa». YCTAHOBNEHO, YTO KOHLIEHTPaLUS
BpenHbIx npumeceii (C, Zn, Cu, Al) B
MccnefoBaHHbIX 00pa3uax He NpeBbILLa-
€T JOMNYCTUMOWN HOPMbI. JIEHTbI cocTaBa
Pd—Ba cogepxat NoBbILLEHHYIO KOHLLEH-
Tpauuio Ba, ogHako aTo He ckasblBaeTcs
Ha NX Ka4yecTBse.

MonTeepxaeHa obHapyXeHHasi paHee
npesanupytoLLas AByxpa3HOCTb CMIaBOB
Pd—Ba n Pt—Ba: ogHa 13 a3 — uHtep-
MeTannmyeckoe coeguHeHue (PdsBa,
PtsBa), BTopas — 6naropoaHblii MeTasnn
(matpuua). Mpy 9TOM MHTEPMETaNUA,
O4eHb HEPaBHOMEPHO pacnpeeneH B
MaTpuLLe MeTala NaaTMHOBOW rpynmbl,
YTO CYLLLECTBEHHO MOHMXAET aKcnyaTa-
LIMOHHbIE XapakTePUCTUKN KaTOAOB Ha
OCHOBE 3TVX CM1aBoB. Bnepsble noka-
3aHa Bbicokasi aODEKTUBHOCTb NPOCBE-
Y/BAIOLLEN 3NEKTPOHHOWN MUKPOCKOMNUA
0019 UICCNeL0BaHNS KaTOAHbIX CMIaBOB
Pd—Ba n Pt—Ba.

B cnnaBe Pd—Ba BnepBble o6HapyxeHa
daza Pd,0. 310 MOXET NPMBOANTL K
CYLLECTBEHHOMY MOHWXEHUIO KO3DDULN-
€eHTa BTOPMYHOW 3/IEKTPOHHOM SMUCCUA
1 MaJEeHNI0 SKCMJTyaTaLMOHHbIX XapakTe-
puUcTUK NPUHOPOB Ha 6a3e aToro crjaea.
OnpepneneH pa3mep 3epeH Pd n PdsBa

B crnnaBax Pd—Ba, n 3epeH Pt n PtsBa

B crnaBax Pt—Ba. O6HapyXeHo, 4To BO
BCcex 3epHax Pd n PtsBa HabnonaeTcs
BbICOKas! MIOTHOCTb Xa0TUYECKM pac-
NMOJIOXEHHbIX AVNCNIOKALIIA, BHYTPU 3EPEH
PtsBa nmetotcs HanpskeHus.
MNpvBeaeHbl pekoMeHaaLLMm no co-
BEPLLUEHCTBOBAHMIO CYLLECTBYIOLLEN
TEXHONOMNKN NONTYYEHNS IEHT KATOAHbIX
cnnasoB Pd—Ba n Pt—Ba.

KnioueBbie cnoBa: MeTasiocniaBHble
KaToabl, cnnaebl Pd—Ba, Pt—Ba, amuc-
CUOHHbIE CBOMCTBA, METaIbl MNATUHO-
BOW rpynmnbl, UHTEPMETANWA, NPOCBE-
4YMBaIOLLIASA SNEKTPOHHAA MUKPOCKOMKS,
NPUMECHbIA COCTaB.

2A0 «HIM «UcTok» nm. LLloknHa,

yn. Bok3anbHas, 4. 2a, PpasnHo, MockoBckasi obnactb, 141190, Poccus

Beenenne

OnHMMM V3 OCHOBHBIX TUIIOB
KaTOJIOB, HAIIIEIITVX IIIPOKOE ITPN-
MeHeHMe B coBpeMmeHHou CBY-
3JIEKTPOHMKE, ABJIAITCA METAJJIIO-
CILJIABHBIE KATOABL OTOT TUII KATOLOB
Brepeble ObLa co3gan B CCCP 8 AO
«HIIIT «McTok» um. IIloknHa B Ha-
yaJjre 60—x rogos 20 B.[1, 2].

MeraJamociaBHble KaToabl 00-
JIaZJAI0T PAZOM CBOVICTB, XapaKTep-
HbBIX OJIA YVICTBIX METAaJIJIOB! yCTOI\/‘I—
YMBOCTBIO HMMCCUMU K J€JICTBUIO
3JIEKTPOHHOJ 60MOapAMPOBKM, BBI-
COKOJ BJIEKTPO— ¥ TEIJIOIPOBOILHO-
CThIO, IVIAJJKOCTHIO IIOBEPXHOCTI.
MaxkcumanpHBI KOD(PUIIMEHT
BTOPMYHOM 3JIEKTPOHHOM DMMUCCUU
I pa3HbIX CIIJIABOB COCTABJIA-
et 1,8—3,0 [2]. Haubosee aprumn
[IpeJICTAaBUTENAMM I'PYIIILI MeTaJ-
JIOCIIJIAaBHBIX KaTOJOB ABJAIOTCHA
KaToAbl Ha OCHOBe cIaBoB Pd—Ba
n Pt—Ba.

Cnnasel Pd—Ba u Pt—Ba
IIPeJICTaBJIAIT cob0l ABYyX(as3HbIe
CILJIABBI C MAaCCOBON moJieil bapusa
0,5—2,0 %. IIpuuem oxua paza —
MHTEPMEeTAJIINYIECKOe COeMHEeHIe
(Pd;Ba, Pt;Ba), BTOopas — 0OJsaro-
POIHBI MeTaJy. OMUCCUOHHBIE
cBoricTBa Pd—Ba n Pt—DBa (pabora
BBIXOJIa (O, KO3(P(PULIVIEHT BTOPUIHON

sMuccuu G) oOyCJIOBJIEHBI ancoph-
nyeil IJIeHKu 0apusd, MCTOYHUKOM
KOTOPOTO ABJIAETCA COeI/HEHVIE VH-
TepmeTagauaa [2—4).

Cy11ecTBEHHBIM HELOCTATKOM
CIIJIaBOB Ha OCHOBE MeTaJljla IlJja-
TUHOBOI IPyHIIbI U Oapus ABJIAeTCA
HEOJHOPOJHOe paclpeseseHye MH-
TepMeTaJIINa B MaTpulie 0J1aropos-
HOro MertaJisia. Takasd 0coGeHHOCTD
¢azoBoro cocraBa 3TUX KaTOJHBIX
CIIJIABOB IIPUBOAUT K yMEHBIIEHUIO
TEeXHUYECKNX XapaKTEPUCTIK DMIC-
CMOHHBIX IIPUOOPOB Ha MX OCHOBE.
Taxum 00pa3oM, TEXHOJIOIUA II0-
JIyYeHMA NaHHBIX KaToJOB TpebyeT
ZIOpaboTKIL.

ITenbp paboTbl — mM3yueHUE C
JICIIOJIb30BAHMEM COBPEMEHHBIX
aHAJNUTUYIECKUX METOJOB IIpMMec-
HOrO 1 (PA30BOT'O COCTABOB, & TaKKe
IedeKTHOCTI KaTOLHBIX CIIJIaBOB
Pd—Ba u Pt—Ba, nosy4ueHHBIX IO
IIPOMBIIIJIEHHO} TeXHOJIOT L.

OOpa3subl 1 METOABI
MCCJIEIOBAHIIA

CrnyaBbel IOJyYasy ¢ IIOMO-
IIIbI0 YCTAHOBKY JYTOBOJ IJIABKMU
A535.02TO c HepacxogyeMbIM BOJIb-
ppaMOBBIM BJEKTPOJOM 10 TEXHO-
Jgoruy, paspaborannoit 8 AO «HIITI
«McTok» nm. IlloknHa [5, 6].
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B kauecTBe 1CXOIHBIX KOMIIOHEHTOB MCIIOJIb30BAJIN
bapuit metasnmuecknit (TY 48-4-465-85), momosHm-
TeJIbHO OUMITIEHHBIN 10 COIEePIKaHyA OCHOBHOI'O KOMIIO-
HeHnta He meHee 99,99 %, myIaTUMHy MOPOIIKOOOPa3HYIO
Mapku IImAII-0 ¢ MmaccoBoi o€l OCHOBHOTO dJIeMeHTa
ue meree 99,98 % (ITOCT 14837-79) u maJiia quit mopor-
ro00pasubIii Mapky IIATII-0 ¢ MmaccoBoii 1oJet 0CHOB-
Horo saemenTa He menee 99,98 % (FOCT 14836—82).

IIpumenenne nmopomkos Pd n Pt ¢ noselieHHBIM
COZlepKaHMeM OCHOBHOI'O KOMIIOHEHTa 00y CJIOBJIEHO TEM,
YTO K KaTOAHBIM MaTepuaJiaM IpebABJISIOT OUeHb Bbl-
cokve TpebOBaHNA 110 Ta30COMEPIKAHNIO U CONEPIKAHIIO
npumeceil. OcoOeHHO BpeJHBIMY JJIs KATOJHBIX MaTepy-
aJIoB ABJAIOTCA Takue npumecy, kak C, Zn, Cu un Al [6].

Ha Bosnyxe Gapuii oueHb aKTUBHO OKMCJIAETCH, U
JUI €T0 COXpaHeHM A He0OX0AVIMO CO3/IaHNe CIIelalb-
HBIX ycJoBuit. IlosTomy Merasimueckuii Oapmii, Kak
IIPaBIJIO, XPaHAT B MacJle 1y B napadune. Herocpe -
CTBEHHO Ilepe]] IIoMellleHneM 6apisa B KPUCTAJLIN3aTOD
JUI IIPOBEJIEHNA IIpoliecca IJIaBKY C er0 II0BEPXHOCTH
yIaaaam napagut, MacJo 1 OKCUIBL.

C neJstbio nosrygeHns 60Jiee paBHOMEPHOTO pacipe-
JleJIEHN A MHTePMeTaJII/Ia B MaTpulle 0J1aropogHOrO Me-
TaJIJIa CILJIaBbI HECKOJIBKO pa3 oTsrurasu [6]. ITocse gero
METOJIOM TOpPSYero IIPeccoBaHMA M3 KaKJOro CIIJIaBa
IpoKaTbiBaay JeHTy Tosimuoi 200 mem. Ob6bekTaMmu
JICCJIEIOBAHMA CIIYSKMUIV KYCKM JIEHTEL

VInenTnduranmio sjleMEHTHOTO cocTaBa 06'bEKTOB
JCCJIeNOBaHNA IIPOBOAMIIM Ha CTAIMIOHAPHOM PEHTTe-
HO(PJIyOpECILIEHTHOM CIIEKTPOMETpPE C BOJIHOBOJ JIuC-
ntepenert ARL 9900 Workstation IP3600 dompmer Thermo
Fisher Scientific (IIIeiiriapus). Vcnosnb3oBaan peHT-
TEeHOBCKYIO TPYOKY C pOJMEBBIM aHOJOM MOITHOCTBIO
3600 Br. VIamepeHnnsa BbITONHAMN B BakyyMe. [Ipnbop
ocHaeH getexktopamu FPC u SC, kpucranmamm—
anHasmaatopamu AX16C, AX09, AX03, PET, LiF200,
LiF220.

Cognepskanne Zn, Ba, Pt, Pd, Fe onpenenanu me-
TOZOM aTOMHO—SMMCCVOHHOM CIIEKTPOMETPUN C MHAYK-
TUBHO CBA3AaHHOJ I1J1a3MOJ Ha OITUYECKOM SMMICCHOH-
HOM CIIEKTPOMETpPE C MHAYKTVUBHO CBA3aHHOM I1J1a3MO

iCAP 6300 ¢pupmer Thermo Scientific (CIITA). VcTou-
HUK BO30YIKJIEHNUA CIIEKTPOB — MHAYKTUBHO CBA3AH-
Had nsasMa MolnHocTbhio 750—1350 BrT. VizmepeHue
VMHTEHCUBHOCTY aHAJMTUYECKUX JIMHNII BBINOJHAJIN B
InanasoHe 166—867 um. OnTrdyeckoe paspelenne co-
crasJsaio 0,007 am Ha ganHe BosHbI 200 HM.

PenTrenodazoBblil 1 PEHTIeHOCTPYKTYPHBIN aHA-
JIVI3 VICCJIELyEeMBIX 00pa3loB OCYIIeCTBJIANN Ha ANU-
pakromerpax JPOH-3M (CuK,—n3nydenne, rpacuro-
BBIN MOHOXpoMaTop) 1 Gaigerflex dpupmsbr Rigaku. B mmo-
CJIEJTHEM CJIydae B KaUeCTBe MICTOYHMKA PEHTIE€HOBCKOTO
MB3JIYYeHNA VICII0JIb30BaJIV TPYOKY C $KeJIe3HBIM aHOZOM
(pabounii Toxk — 25 MA, HanpsskeHue — 25 KBT). [[auua
BOJIHBI uaaydenus A = 0,193728 um. ITpu perucrparn
CIIEKTPOB 00pasIoB MCIoIb30BaM uabTp 13 Mn. Do-
KYC/POBKY PEHTIE€HOBCKUX JIyUeil OCYIIEeCTBIIAIN I10
mertony Bparra—BpenTano ¢ nsym4a mesamu Cosepa.
VIamepenus mpoBoAVIN TPV KOMHATHON TeMIIepaType.

VlccoemoBaHNA METOLOM IIPOCBEYNBAIONIEN BJIEK-
TPOHHOJ MMKPOCKOINM IIPOBOAMJIM HA ITPOCBEYMBAIO-
11eM aJs1eKTpoHHOM MuKpockorre JEM—-2000 EX (monns).
113 menT Pd—Ba n Pt—Ba 110 crienmaJibHOl MeTOLMKe
roToBusM obpasiiel ToamyHoi 100 MKM 1 AMaMeTpoM
3 MM. B nenTpasbHOil yacTu ob6pasna ¢ IIOMOIIBIO
yerporictBa Dimple Grinder doupmbr Gatan mozness 656
dopmumpoBaM cpepUUIecKyIo JIYHKY. TOJIIIMHO CIIIaBa
B IIEHTPE TaKOJ JIYHKV COCTaBJIAJA HECKOJIBKO JECATKOB
MUKPOMETPOB.

Ha nocsenuest cragum yToHeHUA 00pasIia UCIIOIb-
30BaJIVl MOHHOe TpaBJjeHye. VIOHHOe TpaBJeHNe IIPOBO-
VI ¢ TIOMOIIBI0 ycTaHOBKM Precision Ion Polishing
System dpupmer Gatan. YToHEeHMe B 9TOM MeToze IIpo-
MUCXOOUT 3a cueT 6GoMbapanpoBKy noHamu aproxa. [locse
IIpoBeeHNA (PUHUIIIHOM 00paboTKy ToJIIMHa 00pasia
B ILIeHTpe JIYHKU COCTaBJIAJa 9—7 MKM.

PeSy.leTa’l‘bI IKCIIEPIMMEHTa 1 X 06cym,ueH1/le

B tabxa. 1 nmpencraBieHbl pe3yJbTaThl U3yde-
HUA OPUMECHOTO COCTaBa KaTOOHBIX JieHT Pd—Ba u
Pt—Ba.

Tabanma 1
PesyabraThl ucciaenoBaHus cocTaBa KaToaHbIx jeHT Pd—Ba u Pt—Ba
[Pd—Ba and Pt—Ba Cathode Tape Composition Study Data]
Copepskanue sJIeMeHTa, MaccoBas 0Jisd, %o
Homep c Zn Ba Cu Pt Pd
obpasia
Hopma daxT Hopma daxT Hopwma Daxr Hopwma Daxr Hopwma daxT
15 (Pt—Ba) | <004 | 0004 | <006 | <0005 | 1,2—23 | 2,00 0,1 0,03 945 1 049
(ocHOBa)
20 (Pd—Ba) | <0,04 0,0034 <0,06 | <0,005 | 0,5—2,0 2,65 0,1 0,02 0,043 96,6
(ocHOBa)
39 (Pt—Ba) | <0,04 | 00038 | <006 | <0005 | 1,2—2,3 | 2,22 0,1 <0,005 | 2762 1 0007
(ocHOBa)
43 (Pd—Ba) <0,04 0,0044 <0,06 < 0,005 0,5-2,0 2,71 0,1 0,04 0,149 95,96
(ocHOBA)
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Puc. 1. PeHTreHoBckas gudpakTorpaMmma katoaHom neHTbl cnnasa Pd—Ba ¢ cogepxaHuem dasel Pd,0
Fig. 1. Diffraction Pattern of Pd—Ba Cathode Alloy Tape Containing Pd,O Phase

ObparaeT Ha cebsa BHUMAaHME TOT (DAKT, UTO JIEHThI
cocraBa Pd—Ba comepskaT IOBBIIIIEHHYIO KOHIIEHTPa-
1yio Ba. B To ke BpeMs KOHI[eHTpaIyia Bpe HbIX IIPY-
Mecell He IIPeBBIIIaeT JOIYCTMMOM HOPMBI (IIpMMech
aJIIOMMHMSA B M3Y4YEHHBIX 00pas3lax He o0HapyKeHa).
Taxkum obpaszoMm, MIpUMeHAEMbIE MCXOIHbIE MaTEPNAaJIbI
(TI0 cBOETI YMCTOTE) U MICIIOIb3yeMa A TeXHOJIOT VA ITOJTHO-
CTBIO COOTBETCTBYIOT TPeOOBAHMAM, IIPEIBABIAEMBIM K
YPOBHIO 3aTPA3HEHN A KOHEYHOTO IIPOAYKTA Ha BBIXOJE.

Kamoonwie nenmor Pd—Ba. ©a30Bb1it aHaM3 00-
Pas310B JEHThI KaTOAHOrO criaBa Pd—DBa moka3zaJ, uto
IIpeBaJMpPyoIMY (pa3aMu B JaHHOM CIIJIaBe ABJIA-
oTcda ¢paser Pd (matpuna) n Pd;Ba (naTepmerananyg B
MaTpuile). B HekoTOpbIx 00pasiax JeHThI yAaJioch 06-
Hapykuth gasy Pd,O. XapakrepHasa peHTreHOBCKaA
IndpaxTorpamma critaBa Pd—Ba ¢ cogepsxannem ca-
3b! Pd,O npencraBiiena Ha puc. 1.

Ha nudpaxrrorpamme BUAHBI AU PaKIMOHHBIE
MaKCUMYMBbI, cooTBeTcTBYyOIMEe padam Pd u Pd,O
(cm. puc. 1).

Puc. 2. N3M-n3obpaxeHne BHYTPEHHEM CTPYKTYpbl 3epHa Pd (a)
1 COOTBETCTBYIOLLAA AaHHOM 06nacTu gudpakLumoHHas kap-
TVHa (6)

Fig. 2. (a) TEM Image of Internal Structire of Pd Grain and (6) Dif-
fraction Pattern of that Area

VlccoemoBaHNA METOLOM IIPOCBEYNBAIOIEN BJIEK-
TPOHHOI MMKPOCKONNY IIOKa3aJl, YTO 3epHa OCHOBHOI
¢aszer Pd kpymnuble. VIx pasmep cocraBisaer ~1 mkm. Ha
puc. 2 npuBeZeHO M300paskeHne OTAEJIbHOTO 3epHa U
COOTBETCTBYIOIIAA JaHHOI 00JIaCTV KapTUHAa qudpak-

Y RgE a

Lo |

Puc. 3. CeeTnonosnbHble MOM-1n306paxeHunst CTPYKTYypbl 06pasLia KaToAHOM IeHTbl Ha OCHoBe cnnaBa Pd—Ba
Fig. 3. Light Field TEM Images of Pd—Ba Cathode Alloy Tape Structure
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Puc. 4. NOM-n3o06paxeHune rpaHnLbl ABYX 3epeH
Fig. 4. TEM Image of Grain Boundary

1. Ock 30HbI [110]. 3epHO hparmMeHTMPOBaHO, pa3MephI
cyb3epeH cocTaBiAnT mopanka 200 HM.

O630opHbIe U300paKeHNA CTPYKTYPbI 00pasiia
Pd—Ba npuBenens! Ha puc. 3. Bo Bcex 3eprax Habirona-
eTcs 60JIbIIaA IJIOTHOCTD Xa0TUYECKY PACIIOJTIOKEHHBIX
IVICJIOKAITNIA.

Ha pnc. 4 npuBenens! n306paskeHnsa BEICOKOYIJIO-
BOJi IpaHMITBI MEXK/AY 3€epHAMM B KaTOLHOI JIEHTe Ha
ocHOBe crytaBa Pd—Ba.

Ha puc. 5 npuBeneno n3obpaskeHne BKIIOUEHNA
BTOPOII (pa3el IIo JaHHBIM SHEPrOAMCIIEPCUOHHOTO aHa~
ausa, 3To — paza Pd;Ba (0b1y10 TOJIBKO OOHO 3€pHO BO
BCEM TOHKOM MeCTe IIepBOoro 06pasiia).

B Tabus. 2 mpuBeneHb! [aHHBIE JIOKAJBLHOTO DHEP-
roAMCIIepCHOHHOr0 aHaausa. OTMeTnM, 4To JaHHbIE
TabJ. 2 ZOCTATOYHO TOYHO OTPAKAIOT PEASIbHYI0 Kap-
TUHY: cofep:kaHue Ba B crexmomerpnueckom Pd;Ba
cocrasasier 20,51 % (sec.).

Ha puc. 6 npexncraBieHo n3o0paskeHne CThIKA 3e-
peH ¢asel Pd ¢ 3epuamn passl Pd;Ba, obHapykeHHOE
B IpyroM obpasiie KaTOXHOM JIEHTBI Ha OCHOBE CIIJIaBa
Pd—Ba.

B obpasne 1 xaTonHOI JIEHTHI HA OCHOBE CILJIaBa
Pd—Ba Bcrpeuasnnch Takixe BrJIodeHNA asbl PdyO.
IIpumep Taxoro BKIIOYEHNA IPUBEIEH Ha puC. 7.

Ha pwuce. 8 npuBeneno n3obpaskeHne CTPYKTYPbI
¢aser Pd,O 1 cooTBeTCTBYOIIAA JaHHOM 00JIaCTH DJIEK-
TpoHOrpaMMa. Pa3mMbITOCTh KoJel Ha AU PaKIVIOHHON
KapTMUHE TOBOPUT O MEJIKOJVCIIEPCHO CTPYKTYPE DTOi
dassl. PacriososxeHne pedieKCoB Ha KOJIBIIEBOI DJIEK-
TPOHOrpaMMe cooTBeTcTByeT pase Pd,y0.

Kamoonovte nenmot Pt—Ba. [JudppaxTorpaMmbl 00-
Pas31oB JIeHThbI KaTOLHOTO cilaBa Pt—Ba nokasasn, 94To
Bce 00pasIibl ABJIAIOTCA ABYX(Pa3HBIMI I COZIEPIKAT (ha-
3y Pt (maTpuna) u Pt;Ba (naTepMeTannnyg B MaTpuie).

0,5 Mkm

Puc. 5. NBM-n3obpaxeHune otaensHoro 3epHa dasbl PdsBa
obpasua kaTogHOW NeHTbl Ha ocHoBe crnnaBa Pd—Ba

Fig. 5. TEM Image of Single PdsBa Phase Grain of Pd—Ba
Cathode Alloy Tape Specimen

Tabmn1ia 2

JaHHBIE JTOKAJIHHOTO YHEPTO—IUICIIEPCHOHHOTO
aHaJm3a cocrasa 3epHa (pazsl Pd;Ba,
n300paskeHHOro Ha puc. 5
[Local Energy Dispersion Composition Analysis Data
for Pt;Ba Phase Grain Shown in Fig. 5]

Copepsranue dJIeMeHTa
DIeMeHT
% (Bec.) % (at.)
Pd 83,10 86,39
Ba 16,90 16,61

Puc. 6. NOM-n3o06paxeHure cTbika 3epeH dasbl Pd ¢ 3epHamu
¢da3bl PdsBa B katogHOM neHTe Ha OcHOBe cnfiaBa Pd—Ba

Fig. 6. TEM Image of Grain Boundary between Phase Grain and
PdsBa Phase Grain in Pd—Ba Cathode Alloy Tape
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Puc. 7. UsobpaxeHne BkntoveHnin dpasbl Pd,0O B 06pasue katoa-
HOW NeHTbl HAa OCHOBe cnnasa Pd—Ba

Fig. 7. Image of Pd,O Phase Inclusions in Pd—Ba Cathode Alloy
Tape Specimen

Ha puc. 9 npuBenena nudpakrorpaMmma odpaslia JIEHTEI
KaTonHoro criaBa Pt—Ba.

Ha puc. 10 mpencraBieHa qudpaKIIOHHAA KApTUHA
C JIOKaJIbHOM 0bJacTy o0pasiia, HoJydeHHaa MEeTOI0M
IIpOCBeUNBaloLIell BJIeKTPOHHON MUKpockonnuu. Pacro-
JIosKeHMe IMQPPaKIVOHHBIX MaKCUMYMOB Ha KOJIbIIEBOM
3JIeKTpoHOrpaMMe oTBedaeT paze Pt. Habmonarorea
OTZHeJIbHBIe pedpJieKchl, IpuHaaesxkaye gase Pt;Ba.

daza Pt — kpucrannuyeckas, MeJKOAMUCIEpPCHA.
Ha pmuc. 11, a moxa3aHo CBETJIONOJBHOE U300paskeHe,
Ha KOTOPOM XOPOIIO BUAHA AMCIIEPCHad CTPYKTypa
IIJIaTYHBI ¥ KPYIIHOE BKJIIOUeHVe YacTuIbl pa3sl Pt;Ba.
Ha puc. 11, 6 npencraBieHO TeMHOIIOJIbHOE 1300pake-
HIIe, ITI0JIyYeHHOe B pedyyleKce, IPUHAAJeKaIeM (ase
Pt;Ba.

Ha puc. 12 npuBeneHbl 0030pHbIE CHUMKY CTPYK-
TYPBI ILJIATUHBI (MATPUIILI) B 00pasiie JIEHThI KATOAHOTO
crtaBa Pt—DBa.

Cpenunii pasmep 3epeH cocTaBAeT ropsaaxka 200—
300 M. BHyTpU 3€epeH mmeeTcsa NOCTATOYHO BbICOKAHA
IIJIOTHOCTb XaOTUYECKH PACIIOJIOKEHHBIX AVICIIOKAIINIL.
3epHa (pparMeHTUPOBaHbI, MHOTJA (PPArMEeHThI 3epeH
paseJIe bl AVICJIOKAIMIOHHBIMY CETKa M.

Bosnee nmonpobuble n3obpaskeHnsa BHYTPEHHEN
CTPYKTYPBI 3epHa IIpUBeLleHbl Ha puc. 13. B oTinune
ot 3epeH Pt, Bratouenna gasel Pt;Ba gocrarouno co-

-

Puc. 8. NMOM-un3ob6paxeHune cTpykTypbl passl Pd,0 (a) n cooTBeT-
CTBylOLLLAA JAaHHOW 06nacTy AndpakuoHHas kapTuHa (6)

Fig. 8. (&) TEM Image of Pd,O Phase Structure and (6) Diffraction
Pattern of that Area
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Puc. 9. PeHTreHoBckas andpaktorpaMmma oT NnoBepxHOCTM obpasua neHTbl kaTogHoro cnnasa Pt—Ba

Fig. 9. Diffraction Pattern of Pt—Ba Cathode Alloy Tape Surface
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IIpumep BrJIOYeHMII (pasel Pt;Ba npusenen Ha
puc. 14.

JlaHHBIe JIOKaJbHOTO DHEPrOAMCIIEPCUOHHOIO aHa-
JIM3a MOATBEPIKAAIOT, YTO KPYIIHbIE YaCTUITBI — BTO pa-
3a Pt;Ba. Ha puc. 15, a 1 6 npuBeeHbI CBETJIONOJIbHBIE
nzobpaskenus rpanuilsl pas3 Pt u Pt;Ba. Ha puc. 15, 6 u
2 IpeJiCTaBJIEHBI CIIEKTPBI, COOTBETCTBYIOIIVIE 00JIaCTAM
aHaJM3a, IPMBEeJIEHHbIM Ha puc. 15, a 1 6.

JlaHHbIE BJIEMEHTHOr0 aHaJn3a asbl B 06s1acTax 1
U 2 IpUBeJIeHBI B TA0JI. 3.

CylenyeT OTMETUTD, UTO JaHHBIE Ta0JL. 3 JOCTATOYHO
TOYHO OTPAKAIOT PeasIbHYI0 KapTIHY: coepskaHne Ba B
crexmnomerpuueckom PtsBa coraBaser 12,34 % (sec.).

Puc. 10. AndpakunoHHasa kapTrHa ¢ nokanbHoN obnact obpas-
LLa kKaToAHOW neHTbl cnnasa Pt—Ba

Fig. 10. Diffraction Pattern of Pt—Ba Cathode Alloy Tape Local
Area

BepIlIeHHbIE. 3HCTI/IHHI/IOHHBI€ KOHTYPbI B JaCTUllaX

Pt;Ba roBopaT 0 HanMuMM BHYTPEHHUX HAIPAMKEHMIL.

BruiroueHus BTOpoit pasdbl Topasio KpyIHee, YeM 3ep-

Ha MJIATVHBI, I COCTABJIAIOT IIOPANIKA € UHNI] MUKPO-

MeTpa.

Takum obpasom, u B JeHTax Pd—DBa, n B seHTax
Pt—DBa obrapyskeHa BbICOKAA MJIOTHOCTb XaOTUYUECKU
PACIIOJIOMKEHHBIX IVUCJIOKAIINIA (IMCIJIOKAIIMIOHHBIX CETOK),
a Tak'Ke BHYTpPeHHUX Hanpsxenuii. [Ipumyunna storo,
10 BCeV BUAMMOCTHY, KPOeTCA B CaMOM T€XHOJIOIUM 10—~
JIy4eH)A KaTONHBIX JIEHT, B COOTBETCTBUM C KOTOPON
CI1JIaB HEOJSHOKPATHO IIPOXOAUT IIPOIeCC MeXaHNYeCKO
IpOKaTKM [9, 6].

Tabanna 3

JdaHHBIE JIOKAJIHHOTO KOJINYIECTBEHHOTO
3JIeMEHTHOTO aHAJN3a B (pa3e NHTEpMeTALINIA
Pt;Ba o6pasna seHTHI KaTogHOTO ciIiaBa Pt—Ba

[Local Quantitative Element Analysis Data
for Pt;Ba Intermetallide Phase in Pt—Ba
Cathode Alloy Tape Specimen]

CopnepsraHue dIeMeHTa
OJIEMEHT
% (Bec.) | % (at.)

O6aacms 1
BaL 10,12 13,79
PtL 89,88 86,21

Ob6aacms 2

Puc. 11. CBetnononbHoe (a) n TeMHononbHoe (6) MOM—
Ba L 10,45 14,22 n3obpaxeHus yacTuubl dasbl PtsBa B 06pa3sue neHTbl kaTtoa-
Horo crnnasa Pt—Ba

PtL 89,55 85,78 Fig. 11. (a) Light Field and (6) Dark Field TEM Images of PtsBa

Phase Inclusion in Pt—Ba Cathode Alloy Tape Specimen
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Puc. 12. CeetnononbHble MOM-n306paxeHns aedekTHOM MeNKOANCNEPCHOM CTPYKTYPbI MAaTUHbI
B 0OpasLe neHTbl kKaTogHoro cnnasa Pt—Ba

Tl
Puc. 13. MBM-un306paxeHns BHyTPEHHEN CTPYKTYpPbl 3epHa nnaTuHbl B 06pa3sue NeHTbl kaTogHoro cnnasa Pt—Ba
Fig. 13. TEM Images of Internal Structure of Platinum Grain in Pt—Ba Cathode Alloy Tape Specimen

Puc. 14. TBM-un306paxeHns oTaenbHbIX KPYMHbIX YacTuu, dasbl PtsBa B 06pasLie neHTbl kaTogHoro cnnasa Pt—Ba
Fig. 14. TEM Images of Discrete Large PtsBa Phase Particles in Pt—Ba Cathode Alloy Tape Specimen
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CnekTtp 1

0 2 4 6 8 10 12 14
k3B

MonHas wkana 2605 nmn. Kypcop 3,636 (37 nmn.)

CnekTp 2

0 2 4 6 8 10 12 14

MonHas wkana 3907 umn. Kypcop 5,930 (50 nmn.)

Puc. 15. MBM-un306paxeHuns 3epeH AByx das (Pt n PtsBa) n paHHble 3HEpro—AncnepCcrMoHHOro aHanmn3aa B KPYMnHbIX BKJTIOYEHNUSIX

BTOpPOI da3sbl AN ob6pasLia neHTbl KaTogHoro cnnaea Pt—Ba

Fig. 15. TEM Images of Two Phase Grains (Pt and PtsBa) and Energy Dispersion Analysis Data for Large Second Phase Inclusions

in Pt—Ba Cathode Alloy Tape Specimen
3akJIIo4eHne

Briepsrle ¢ ncriorb30BaHMEM CAMOIO COBPEMEHHOTO
aHAJUTUYIECKOr0 000PYIOBAHNA IPOBELEHO KOMILJIEKC-
HOe JccJleloBaHMe (pas3oBOro 1 MPMMECHOTO COCTaBa
00pasIoB KaTOOHBIX JIeHT criaBoB Pd—Ba n Pt—Ba,
IIOJIYYEHHBIX II0 ITPOMBIIIIJIEHHO TeXHOJIOTUY, paspa-
6orannoit Ha AO «HIIII «Mcrok» um. IllokuHa.

Paspaborana TexHoOJOIUA, KOTOPaA IO3BOJIAET
nosiy4ats citaBel Pd—Ba u Pt—Ba ¢ KoHneHTpauen
BPEJHBIX IIPMMeECe), He IIPEBBIIIAIell yCTaHOBJIEH-
Hble K JAHHBIM MaTepuajaM HOpMbL OOHaApYKEeHO I0-
BBIIIIEHHOE cofiep:kaHMe Ba B crimaBax Pd—Ba, uro He
CKa3bIBaeTCsd Ha KadecTBe IIOCJeTHNIX.

MeTonmamu mpocBeunBaroieli 3JIeKTPOHHON MUKPO-
CKOIIMM ¥ PEHTreH0(pa30BOro aHaJM3a IOATBEPIKIeHA
oOHapysKeHHasd paHee IByX(asHOCTH cryiaBoB Pd—Ba
u Pt—Ba. npryem ogHa pasa — MHTePMETALITNIECKOE
coenuuenue (Pd;Ba, Pt;Ba), Bropas — OJsiaropomgHbrit
MeTaJI (MaTpuiia). XapakTepHO, YTO MHTEPMEeTAJIII,
O4YeHb HePaBHOMEPHO pacIipeiesieH B MaTpUIle MeTaJjlIa
IIJIATVMHOBOM I'PYIIIIBL

MeTtonamu mpocBeunBaloIeli 3JIeKTPOHHON MUKPO-
CKOIIMM ¥ PEHTTeH0(Da30BOro aHamsa B citaBe Pd—Ba

BIepBBle 0bHapyskeHa paza Pd,O. Hamnune nanHOM
as3bl MOYKET IPUBOIUTD K CYIIIECTBEHHOMY IIOHVIKe-
HIIO K03(p(pUIEeHTa BTOPUYHON DJIEKTPOHHOV DMUCCUN
¥ MaIeHUIO DKCILIYATAlVIOHHBIX XapaKTePUCTUK IIPU-
0opoB Ha Oaze KaTogHbIX citaBoB Pd—Ba. Vckaounts
obpasoBanne gass Pd,O B critaBe Pd—Ba mosxHO, 11o—
BUIVIMOMY, IIPVIMEH A OIlepalyy OTKITa IIPECCOBKM I10-
porka Pd B armocepe Bonopona mpu 950 °C menocpeni-
CTBEHHO Ilepe]i IpOBeJIeHNeM OIlepaluy aaBku 7, 8.

B xaTogHbIX JeHTaX 000MX COCTaBOB OOHApPYIKeHa
BBICOKAsA IIJIOTHOCTD Xa0TUYECKY PACIIOJIOMKEHHBIX JIVIC-
JIOKaLNIi (OUCJIOKAIMOHHBIX CETOK) ¥ BHYTPEHHUX Ha-
NPAMXEHNI, IPUYMHOM KOTOPBIX ABJIACTCA HEOOHOKPAaT-
Hasg MeXaHM4YeCcKasd IIPOKATKa CIIJIABOB B COOTBETCTBUMA
C IIPMMeHAEeMO TeXHOJOIVeN oIy YeHN .

YcraHOBJIeHO, UTO B criaBax Pd—Ba 3epna Pd
— KpynHble (opsanka 1 Mxm), 3epra ¢assl Pd;Ba —
OT HECKOJIbKMX COTeH HM 0 1 MKM. Bo Bcex 3epHax Ha-
OJsII0aeTCs BHICOKAA IIJIOTHOCTD XaOTUYECKN PAaCIIOIo-
SKEHHBIX IVICJIOKALIIA.

YcTaHOBJEHO, 4TO B crlaBax Pt—DBa 3epna Pt —
MeJIKMe (B HECKOJIBKO COTEH HM), a 3epHa Pt;Ba — kpyn-
HbIe (COCTABJIAIOT HECKOJIBKO MKM) 1 DOJIee cOBepIIIeH-
Hble. BEyTpnu 3epeH Pt;Ba nMerorca HanpssxeHUA.
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C 11€J1b10 YBEJIMYEHNA OTHOPOIHOCTH PacIpesiesie-
HUA MHTEepMeTaJa B crtaBax Pd—Ba 1 Pt—Ba Tpe-
Oyercsa nopaboTKa TEXHOJIOTUN. YBeJIUYeHe OTHOPOI-
HOCTM TaKOr0 pPacrpeesieHus I03BOJNUT CYIIeCTBEHHO
[IOBBICUTD DKCILIyaTaI[IOHHbIE XapaKTePUCTUKY ITPprbo-
POB Ha OCHOBE JIJAHHBIX CILJIABOB U YBEJUYNUTD IIPOIEHT
BBIXO/ZIa TOJIHBIX IIPUOOPOB.
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Abstract. We have studied the phase and impurity composition of
Pd—Ba and Pt—Ba cathode alloys obtained on an A 535.02TO arc
melting plant using a technology developed by AO Shokin NPP Istok.
The study showed that the concentration of detrimental impurities
(C, Zn, Cu, Al) in the specimens is within the allowed range. Pd—Ba
tapes are rich in Ba but this does not compromise their quality. We have
confirmed the earlier found domination of two—phase composition in
Pd—Ba and Pt—Ba alloys where one of the phase is an intermetallic
compound (PdsBa, PtsBa) and the other is a noble metal(the matrix).
The intermetallide is distributed in the platinum metal matrix quite
inhomogeneously, this tangibly impairing the operation parameters of
cathodes produced from these alloys. For the first time we have shown
the high efficiency of transmission electron microscopy for studying
Pd—Ba and Pt—Ba cathode alloys. We have for the first time found
the Pd,0 phase in Pd—Ba. It may significantly reduce the secondary
electron emission coefficient and the quality of devices based on this
alloy. We have determined the Pd and PdsBa grain size in the Pd—Ba
alloys and the Pt and PtsBa grain size in the Pt—Ba alloys. All the Pd
and PtsBa grains contain high densities of randomly arranged disloca-
tions, and PtsBa grains contain internal stresses. Recommendations
have been given concerning the improvement of the current Pd—Ba
and Pt—Ba cathode alloy tape technology.

Keywords: metal alloy cathodes, Pd—Ba and Pt—Ba alloys, emis-
sion properties, platinum group metals, intermetallide, transmission
electron microscopy, phase analysis, impurity composition, secondary
electron emission coefficient.
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