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AHHoTanusi: B pabote BhepBble C HCIOIB30BAHHEM COBPEMEHHBIX AHAIUTHYECKHX METO/IOB
u3yuyeH (a3oBelii M TpUMECHBIH COCTaB KaTOAHBIX cmuiaBoB Pd-Ba, mnomyueHHBIX 1O
MIPOMBINTUICHHOM TEXHOJIOTHH. Y CTAHOBJICHO, YTO KOHIIEHTpalus BpenHbix npumeceii (C, Zn, Ba,
Cu) B 00beKTax MCCIICOBAaHMS HE MPEBHIIIAECT YCTAHOBJICHHBIC K JaHHBIM MaTepuanaM HOPMBI.
MeTromamMu MPOCBEYMBAIONICH SJIEKTPOHHOM MHMKPOCKONIMM W PEHTreHO(a30BOrO aHaIu3a
NOATBEepK/IeHa OOHapy>KeHHas paHee OByX(¢a3zHocTh cruiaBoB Pd-Ba, u3 kotopsix ogna dasa -
uHTepMeTauinueckoe coenunenue (PdsBa), Bropas — mammagmii  (MaTpuia), npuyem
UHTEPMETAUTUI OYeHb HEPaBHOMEPHO pacmpesesieH B marpuue. B o0bekre ucciaenoBaHus
BIIEpBBIE OOHapyXeHa HexenarenbHas ¢aza Pd,O. VYcranosneno, uro B criaBax Pd-Ba 3epHa
Pd — xpymnHbIe (opsiaKa 0JHOrO MKM), 3epHa (ha3bl PdsBa — 0T HECKOJIBKMX COTEH HM JI0 OJTHOTO
MKM. Bo Bcex 3epHax HaOdrofaeTcs BbICOKas IJIOTHOCTh XAOTHYECKH PACHOJIOKEHHBIX
nuciokauui. [IpeayioxkeHbl TEXHOIOTHYECKUE PUEMBI JUIs YIIyUILIEHUS! OJHOPOJIHOCTH CILjIaBa.
KnloueBble cjoBa: MeTaIoCIIaBHBIE  KaTonpl, Pd-Ba, »MHCCHOHHBICE  CBOWCTBa,
IPOCBEUMBAIOIIAs ANEKTPOHHAS MUKPOCKOIHUS, pEHTTeHO(A30BbI aHAN3, IPUMECHBIN COCTaB,
KO3 (D PUITUEHT BTOPUYHOM DJIEKTPOHHOMN SMHUCCHH.
BBenenue

OnHMM W3 OCHOBHBIX THIIOB KaTOJOB, IIMPOKO NPUMEHSAIOUIUXCS B
coBpeMeHHO CBY-371eKTpOHUKE SIBJISIFOTCS METAJUIOCIUIABHBIE KATObl. JTOT THII
karozoB Brepseie ObuT co3ganH B CCCP, - na AO «HIII «Hcrok» um. Illokuna B
Hauvane 60-x roaoB [1,2].

MertannociiaBHble KaToOAbl 00JIaIal0T PSJIOM CBOWCTB, XapaKTEPHBIX IS
YUCTBIX METAJUIOB: YCTOMYMBOCTBIO OMHUCCHM K JCHUCTBHUIO DJIIEKTPOHHOU
OOMOapAMpPOBKH, BBICOKOM JJIEKTPO- W  TEIUIONPOBOIHOCTHIO, IJIAJIKOCTHIO
MOBEPXHOCTU. MakCUMaNbHbI KO3(PPUIUEHT BTOPUUHO-IIECKTPOHHON 3MHCCUU
JUUIsL pa3HbIX CIJIaBoB cocTtasiser 1,8...3,0 [2].

CmiaBel Pd-Ba mpexacraBisitoT co0oit aByxdasHble CIJIaBbl C MacCOBOM

nosiert Gapust 0,5-2,0 %, npuueMm oaHa (pa3a - UHTEPMETALINYSCKOE COCIUHCHHE

Ia)
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(PdsBa) Bropast — Giaropoiubiii MeTail. DMUCCHOHHBIE cBolicTBa Pd-Ba (pabota
BbIXOJa ¢, KOA(D(PUIIMEHT BTOPUYHON SMHCCHUH G) OOYCIOBJICHBI aacopOIuen
TUICHKH Oapwsi, ICTOYHUKOM KOTOPOTO SIBIISIETCSI COSTUHEHNE HHTEpMeTaua [2].

CyIiecTBEeHHBIM HEIOCTAaTKOM CIUIaBOB Ha OCHOBE METajula IIATHHOBOM
Ipynbl U Oapust IBJISETCS CUIIBHO HEOJHOPOIHOE pacIipe/iesieHue HHTEpMeTaIINAa
B Marpule OnaropoiHoro metaa. Takas o0coOE€HHOCTh (Da3oBOro cocraBa
JAHHBIX ~ KATOAHBIX CIUIABOB NPHUBOJUT K  YMEHBIICHUIO TEXHUYECKUX
XapaKTePUCTUK SMHCCUOHHBIX TPUOOPOB HA HMX OCHOBE. TO €CTh, TEXHOJOTHUS
MOJIYYEHUSI TAaHHBIX KAaTOJI0B TpeOyeT J0paObOTKH.

Ilenpto HacTOsmed paboOThl OBUIO M3yYEHHE C  HCIOJIb30BAHHEM
COBPEMEHHBIX AaHATUTHYECKUX METOJOB MPUMECHOT0 U (Pa3oBOro COCTaBOB, a
Takxke N1e(PEeKTHOCTH KaTOAHBIX ciuiaBoB Pd-Ba, momy4eHHBIX 1O MPOMBIIIIICHHON

TCXHOJIOTHH.

O0BeKTHI 1 METOAUKH IKCIIEPUMEHTAJIBLHBIX UCCJIeT0BAHUI

Uccnenyemple criiaBbl ObUIA MOJMYYEHBI C MOMOIIBIO YCTAHOBKH JIYTOBOM
miaBku  A535.02TO ¢ HepacxoayeMbIM BOJb(PPAMOBBIM  3JIEKTPOJOM  TIO
TexHonoruu, pazpadorannoit Ha AO «HIIII «Hctox» um. llokuna [5,6].

B xauecTBe MCXOAHBIX KOMIIOHEHTOB MCTIOJIB30BAJICS Oapuii METaNIMUCCKU
B BuJie KycoukoB (TY 48-4-465-85), 10MOIHUTENBHO OYUIIIEHHBIN 10 COAEp KaHUs
OCHOBHOI'0 KOMITOHEHTa He MeHee 99,99%, nmamianuii mopolmKooOpa3Hblii MapKu
[InAIIl-0 ¢ maccoBoif noseit ocHoBHOro sniemeHTa He MeHee 99,98% (I'OCT
14836-82).

Ha Bo3nmyxe Oapuit oueHb akTHUBHO okucigercs. [loaTomy, miis coxpaneHus
JAHHOTO MeTaula He0OXOJMMO CO3/IaHHE CHEIHUATbHBIX YCIOBHH, B CBSI3H C YeM
METaJUTMYECKUil Oapuii, Kak MpaBWJIO, XpaHIT B Macjie WIM B mnapaduHe.
HemnocpencrsenHo nepen moMenieHneM 0apusi B KpUCTAJUTH3ATOP JJIsl POBECHUS

Imponecca 1miaBKH, € €ro NOBCPXHOCTHU yAAJIAIN Hapaqu, MacCJIO 1 OKCHUHI.

Ia)
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C uensro  moiydeHus ~ Oojee  PaBHOMEPHOTO  pacrpeiesieHus
WHTEPMETATUAAa B MaTpHIle OJAaropoJHOr0 MeTajula, CIUIaBbl HECKOJIBKO pa3
OT)KUTAIHCH [6], TIOCIIE Yero METO/IOM TOpSIYero MPECCOBAHUS U3 KaXJI0ro CIijiaBa
MpoKaThiBasiach JieHTa Toaumuoi 200 mxm [7-10].

Nnenredukanmuio  2JIEMEHTHOTO  COCTaBa  OOBEKTOB  HCCIICIOBAHUS
NPOBOAWIM Ha CTAallMOHAPHOM PEHTTCHOQPIYOPECIEHTHOM CIEKTPOMETPE ¢
BosiHOBOM gucnepcueit ARL 9900 Workstation IP3600 ¢upmsr Thermo Fisher
Scientific (IlIpeliniapus). MaTepuan peHTIEHOBCKON TPYOKHU — POJIUMA, MOIITHOCTh
TpyOku —3600 BT, cpena usmepenus — sakyym. Mcnonb3yemsie aerexktopbl — FPC
u SC, xpucrami-ananuzatopel — AX16C, AX09, AX03, PET, LiF200, LiF220.

Onpenenenue conepxkanust Zn, Ba, Pd, Fe npoBoaunu MerogomM aTtoMHO-
SMHUCCUOHHOW CIIEKTPOMETPHUM C MHIYKTUBHO CBSI3aHHOM IIa3MOM HA ONTHUYECKOM
YMUCCHOHHOM CIIEKTPOMETPE C HMHAYKTHBHO-CBsi3aHHOW 1iasmoii 1CAP 6300
¢bupmbl  Thermo Scientific (CHIA). HcTouHuK BO30YXKIEHUSI CHEKTPOB —
WHJIYKTHBHO-CBSI3aHHAas IU1a3Ma MoimHocTeio 750 -1350 Brt. HW3mepenue
WHTEHCUBHOCTH AHAJIMTUYECKUX JIMHUN B nuamnazoHe 166—867 um. Onrtuueckoe
paspemenne — 0,007 aM Ha pymHe BoaHBI 200 HM.

PentrenodaszoBbiii ¥ PEHTICHOCTPYKTYPHBIH  aHAIM3  HCCIEAYEMbBIX
o0pa3noB mpooawics Ha gudpakromerpax «IPOH-3M» (CuKo- uznyuenue,
rpadutoBslii MoHOXpomartop) u «l airepdraexcy ¢upmsl Rigaku. B mocnennem
Cllyyae B KayecTBE MCTOYHUKA PEHTTEHOBCKOTO H3JIYUY€HHUs HCIOIb30BaNIACh
TpyOKa C Kelie3HbIM aHoJOoM (paGoumii Tok — 25 MA, Hanpsbkenue — 25 kBrT).
Jlnmuaa BoHbl m3nydeHus A=0,193728 um. Ilpu peructpanum crnekTpoB o0pa3IoB
ucrnoyib3oBasicss GuiabTp U3 Mn. @DoOKycHMpOBKa OCYIIECTBISIACh IO METOAY
bparra-bperano ¢ aByms wmemsimu Comutepa. M3mepeHuss NpOBOAWINCH MNpU
KOMHATHOW TEMIIEpaType.

[IpocBeunBatomass  asnexkTpoHHas  Mukpockonus  (IIOM)  o0O6bekTOB

HCCIICAOBAHUA IIPOBOJNIJIACH Ha IIPOCBCUMBAIOIICM J3JICKTPOHHOM MHKPOCKOIIC

Ia)
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JEM-2000 EX (Anonus). Jlns mpoBeaeHus Takux uccienoBanuii u3 jgeHt Pd-Ba
M0 CHEIUATbHOM METOJMKE TOTOBWJIMCH 0Opasmpl Tommuuod 100 MkM u
muamerpoM 3,0 MM, B KOTOpPBIX C T[OMOIIbIO JUMIUI-TPUHJEpa Jenanach

chepudeckas JyHKa C TOJIIMHON CIJIaBa B IEHTPE B HECKOIBKO MKM.

Pe3yabTaThl HCCIEI0BAHUIA U 00CYKIeHHUE

B Tabmuue 1 npencrtaBieHbl pe3ysbTaTbl MU3yYEHHs] NMPUMECHOTO COCTaBa

katonHbIx JeuT Pd-Ba.

Taomumna 1
Pe3ynbTaThl HcciienoBaHusl cOCTaBa KaToAHBIX JeHT Pd-Ba
Coneprxan
ue
JIIEMENTA,
MaccoBast
C Zn Ba Cu Pd
nons, %
Homep
HOPM
o0pasia HOpMa ¢baxt HOpMa ¢baxt Hopma | ¢akr (axr daxt
a
96,6
29 (Pd-Ba)| <0,04 | 0,0034| <0,06] <0,005] 0,5-2,0] 2,65] 0,1 0,02
(ocHoBa)
95,96
43 (Pd-Ba)| <0,04 | 0,0044 | <0,06 ]| <0,005] 0,5-2,0| 2,71 0,1 0,04
(ocHOBa)

O6pamaer Ha cebs BHUMaHMe TOT ¢akT, 4To JeHThl cocTaBa Pd-Ba
coJepkaT TOBBIIICHHYIO KOHIIEHTpamuio Ba. B To ke Bpemsi, KOHIICHTpaIus
BPEIAHBIX MPUMECEH HE MPEBBIMIACT JOIMYCTUMON HOPMBI (IPUMECH ATFOMUHUS B

u3y4yaeMbIx oOpasiax He OblIa oOHapYKEeHa).
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HudpakrorpaMMbl 00pa3loB JEHTbl KaToaHOro ciiaBa Pd-Ba mozBonunu
0OHapyXHUTh, YTO TPEBATHPYIOMUMHU (a3aMu B JIAHHOM CIUIaBE SBIISIIOTCS (ha3bl
Pd (marpuna) u PdsBa (untepmeramnun B mMatpuiie). B HekoTophix oOpasmax
JeHTBl ynajioch oOHapyxuth (azy Pd,O. XapakTepHoe HU300paKeHUE
mudpakrorpamMmmbl 11s ciiaBa Pd-Ba ¢ comepxanuem daszer Pd,O mpencrasieHo

Ha pUCyHKe 1.
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@Pd-ﬂa - File: Pd_Ba!l.raw - Type:2Th/Th locked - Start: 2500000 ° - End: 130.00699 ° - Step: 0.01998 ° - Step time: 188. s - Temp.: 25 °C (Room ) - Time Started: 39 s - 2-Theta 25.00000 ° - Theta: 12.50000 °- Chi:
Operations: Import
Iiloo—oos—oem D) - Padladium, syn -Pd-Y:170.94 % -d x by: 1. - WL:1.5406 - Cubic - a 3.88980 - b 3.88980 - ¢ 3.88980 - alpha 90.000 - beta 90.000 - gamma 90.000 - Face-centered - Fm-3m (225) - 4 - 58.8548 - F
@-0%-50% (C) - Pdladium Oxide - Pd20 - Y: 266 %- d x by: 1. - WL:1.5406 - Cubic - a 4.30497 - b 4.30497 - ¢ 430497 - alpha 90.000 - beta 90.000 - gamma 90.000 - Primitive - Pn-3m (224)-2 -79.7830 - llc P

]

Pucynok 1 — ludpakrorpamma katoHoit neHTs cruiasa Pd-Ba ¢ cogepxanunem

dazsr Pd,O

Ha augpaKTorpaMme BU/THBI IUQPPaKIOHHbIE MaKCHUMYMbI
cootBercTByomue pazam Pd u Pd,0. MccnenoBanus MeTooM npocBeYMBaroIIeh
3JIEKTPOHHOM MHKPOCKONHH MOKa3alld, YTO 3epHa OCHOBHOM (ha3bl Pd - kpymnHbie,
nopsiika ogHoro Mukpona. Ha pucynke 2 mpuBeneHO M300pa)keHHE OTIECIBHOIO
3epHa U COOTBETCTBYIOIIAs JaHHOU obyiactu audpakrorpamma. Ock 30HbI [110].

3epHO GhparMEeHTHPOBAHO, pa3Mepbl cyo3epeH mopsiaka 200 HM.
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Pucynox 2 - IIDOM-uzoOpakeHue BHYTpeHHEH CTpPyKTypbl 3epHa Pd wu

COOTBETCTBYIOIIAS TaHHOM 00JacTH AU(PpaKIMOHHAS KapTUHA

OG3opHble  W300pakeHUsT CTPYKTypbl oOpasuma Pd-Ba mnpuBenensl Ha
pucynake 3. Bo Bcex 3epHax Habmromaercs OomibImas TUIOTHOCTh XAOTHYECKH

PAaCHOJIOKEHHBIX JUCIOKALUH.

© DineKTpoHHBIN Hay4YHbIH xypHal «HkeHepHblil BecTHUK Jona», 2007-2015



HNu:xkenepubiii BecTHUK {ona, Ned (2015)
ivdon.ru/ru/magazine/archive/n4y2015/3417

Pucynox 3 — Ceetnononsabie [I9M-u300paskeHust CTPYKTYpPhI 00pasiia KaToJHOU

JIEHTHI HA OCHOBE cIuiaBa Pd-Ba

Ha pucynke 4 npuBeneHsl n300paxeHusi BBICOKOYTIIOBOM TPAHMIIBI MEXKTY

3epHaMU B KaTOJHOM JIGHTE Ha OCHOBe cruiaBa Pd-Ba.
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Pucynox 4 — [I19M-u300paxeHune rpaHullbl IByX 3epeH

Ha pucynke 5 mpuBeneHo u3oOpaskeHue BKIIOUeHHs BTopou Qassl. I[lo
JaHHBIM YHEProJMCIEepCUOHHOrO aHanu3a 3To - ¢a3za PdsBa (Opuio ToNBKO 01HO

3€pHO BO BCEM TOHKOM MECTE MIEPBOI0 00paslia).

Pucynok 5 — [19M-u3o0paxenue otaenbHoro 3epHa gasel PdsBa o6pasna

KaTOIHOM JIEHTHI HA OCHOBE ciuiaBa Pd-Ba
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B Ttabnuiie 2 npuBeaeHbI JaHHBIC TOKAILHOTO SHEPTOAUCIIEPCUOHHOTO aHAJN3a.

Ta0muna 2

JlaHHBIE JTOKAJIbHOTO SHEProJUCIIEPCHOHHOI0 aHAJIN3a COCTaBa 3epHa (a3bl
PdsBa, nuzo6paxxenHoro Ha puc. 5

DJIeMeHT BecoBoii % ATomMubI %
Pd 83,10 86,39
Ba 16,90 16,61

OtMeTHuM, 4TO JTaHHBIC Ta0J. 3 TOCTATOYHO TOYHO OTPAKAIOT PEAbHYIO KapTUHY:
conepxanue Ba B crexuomerpuueckom PdsBa cocrasnser 20,51 Bec.%. Ha puc. 6
NpeACTaBlIeHO H300pakeHue cThika 3epeH ¢a3el Pd ¢ 3epnamu da3er Pd5Ba,

0oOHapyXEHHOE B IPYroM 00pasiie KaTOAHOU JIEHTHI Ha OCHOBE crutaBa Pd-Ba.

Pucynok 6 — [IDM-u3zobpakenne cthika 3epeH ¢dasnl Pd ¢ 3epuamu daszsr PdsBa B

KaTOHOM JIEHTE Ha OCHOBe cruiaBa Pd-Ba
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B oOpasne No 1 katomHoii JieHThl Ha ocHOBe ciuiaBa Pd-Ba BcTpeuanuck
taxke BrItoueHus $asel Pd,0. [Ipumep Takoro BKIIFOUSHUS PUBEICH HA PUCYHKE

7.

Pucynok 7 — N3obpaxenue BkirodeHuit (asel Pd,O B 00pasie kaTomHOU

JICHTHI Ha OCHOBE cruiaBa Pd-Ba

Ha pucynke 8 mnpuBeneHo wuzoOpaxkenue crpyktypbl ¢asel Pd,O wu
COOTBETCTBYIOIIAsl JaHHOW 0O0JacTU 3JEKTpOHOTpamMma. Pa3MBITOCTH KoJel| Ha
TUQPPAKIIMOHHON KapTHHE TOBOPUT O MEJIKOAMCIIEPCHON CTPYKTYpe JaHHOMU (a3bl.
PacnonosxeHue peduieKcoB Ha KOJbLEBOW 3JIEKTPOHOTPAMME COOTBETCTBYET (haze

Pd,0.
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Pucynox 8 — IIDOM-u3obpaxenue ctpykrypsl ¢aszsl Pd,O u cooTBeTcTBYyIOmAS

JaHHOM 00JIacTH nu(paKkIIMOHHAsS KapTUHA

3akioueHue

B pabGore BmepBele C UCHOJB30BAHUEM CAMOTO  COBPEMEHHOTO
aHAIMTUYECKOr0  O0OpYJOBaHUS  MPOBEACHO KOMIUIEKCHOE  HCCIEOBaHUE
¢$a3o0BOro W MPUMECHOTO COCTaBa OOpPa3IOB KAaTOAHBIX JIGHT ciiaBoB Pd-Ba,
MOJIYYCHHBIX TI0 TEeXHOJIOTHH, paspadotanHoii Ha AQO «HIII «Hctok» wum.
[ITokuna. B pe3ynbTare NpoBEICHHBIX UCCICOBAHUI MOKHO CAENATh CICAYIOIINE
BBIBO/IbI.

l. Pa3paboTanHasi TeXHOJOTHUS MO3BOJIAET Mojdy4yaTh ciiaBbl Pd-Ba ¢
KOHIEHTPALIMEW BPEIHBIX MPHUMECEH, HE MPEBBIIAIONIEH YCTAaHOBICHHBIE K
JAHHBIM Marepuaniam HopMmbl. OOHApy>KEHO TMOBBIIIEHHOE cojepkanne Ba B
cmiaBax Pd-Ba, uTo He cka3pIiBaeTcs Ha KQUECTBE ITOCIICIHUX.

2. Merogamu [IOM u P®A noxareepxkiieHa oOHapy>XKeHHas paHee
nByx@aszHocts cmiaBoB Pd-Ba, npuuem opHa ¢aza - HHTEpMETANIMYECKOe
coequnenue (PdsBa), Bropas — mamaguii (matpuna). XapakTepHO, YTO
WHTEPMETAJUIM] OYEHb HEPAaBHOMEPHO paCIpelleieH B MaTpulle MeTalia

IUTATUHOBOMW TPYIIIIHI.
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3. Metonamu I19M u PDA B crinaBe Pd-Ba BnepBbie o6HapyskeHa (a3za
Pd,0. Hanmuuue nanHOM (ha3bl MOXKET MPUBOJAUTH K CYIIECTBEHHOMY MOHUKEHUIO
koapurrenTa BTOPUYHOMN AIEKTPOHHOMN YMUCCUU u naJeHUI0
IKCIUTYaTaI[MOHHBIX XapaKTePUCTUK MpuOopoB Ha 0a3e KaToaHbIX criaBoB Pd-Ba.
Uckmounts ob6pazoBanue (a3t Pd,O B cmiaBe Pd-Ba moxno, mo Bcelt
BUJIMMOCTH, TPUMEHSS ONepaluy OTXura npeccoBku nopouika Pd B armocdepe
Bojtopoaa npu 950 °C HEmOCPEACTBEHHO IEepe]l MPOBEACHUEM OIEpPALMU TIJIABKH
[7,8].

4. VYcranosneno, urto B craBax Pd-Ba 3epna Pd — xpynsble (mopsiaka
OJTHOTO MKM), 3epHa (a3bl PdsBa — oT HECKOJIIBKHUX COTEH HM JI0 OJJHOTO MKM. Bo
BCEX 3€pHax HaOIIOJAeTCs BBICOKAs IIOTHOCTh XAOTHYECKU PACIIOIOKEHHBIX
JTACJIOKAITHM.

5. C LEJIBIO YBEIUYEHHUS OJIHOPOJHOCTH pacnpeneneHus
uHTepMeTaiuaa B cruiaBax  Pd-Ba  tpeOyercs nopaboTka TEXHOJIOTHH.
YBenuueHue OJHOPOAHOCTH TAaKOI'o PACHpeleieHUs] MO3BOJIMT CYIIECTBEHHO
MOBBICUTh JKCIUIyaTallMOHHBIE XapaKTEPUCTUKU MNPUOOPOB HA OCHOBE JaHHBIX
CILJIABOB U YBEJIIMUUTH MPOLIEHT BbIXOJA TOJIHBIX TPUOOPOB.

Paboma evinonnena ¢ HUTY « MHUCuCy» 6 pamxax oocoeopa Ne 33/241-13
om 11 HwHosabpsa 2013 2. Ha 6bINOJHEHUEe COCMABHOU YACMU  HAYYHO-
UCCNIe008amMeNbCKOU U ONbIMHO-KOHCMPYKMOPCKOU — pabomul  «Pazpabomka
MEexXHON02Ull CO30aHUsl KAMOOHBIX CNIAB08 HA OCHOBE WEIOYHO3EMENbHbIX U
PeOKO3eMeNbHbIX MEemallo8 O0ns MOWHbIX daekmposaxkyymuvlx CBY-npuboposy,

wugp «Inexmposaxyym - MUCuCy (mema Nel219111).
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