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VJIK 543.427.4

O w™meroauke kKoJanuecTBeHHOro aHaam3da crajaer Fe-Cr-Mn-Mo-N-C ¢
ApDMUPYIOIIUMHM  YACTHUIAMM W3 OKCHJAOB M HHUTPHUAOB TMPH MOMOIIH
PEHTreHOo(IyOpPeCceHTHOI0 IHeProAucCepcuoHHOro cnekrpomerpa bPA-135F

M. C. KonoBaJuos, B. U. Jlaxbsino, M. 1. MokpymmHa
Y amyprckuit penepansHbiii nccnenosarenbekuit ieHtp YpO PAH, Poccns, 426067, Mxesck, yi. T. bapam3unoii, 34

AnHoTanusi. Pa3paboraHa MeToiuKa KOJIMYECTBEHHOTO aHAJN3a, B OCHOBE KOTOPOH JIEKHT CHOCOO
MHOECTBEHHO! perpeccur, KoMIno3uuuoHHeIx ctaneil Fe-Cr-Mn-Mo-N-C ¢ apMupyromuMHu 4acTHLAMU U3
OKCHJIOB M HUTpUAOB Ha cnektpomerpe BPA-135F nns ompeneneHus KOHIEHTpanui Xpoma, Mapraua,
MoOJMO/IeHa, AMOMHHUS M JKene3a. PaccMOTpeH Bompoc O BBIOOpE THMKOB IS aHallu3a IPH COBMECTHOM
coaepxkanuu xpoma (11.50 — 15.03 mac. %), mapranua (7.56 — 12.18 mac. %) u xeneza (66.54 — 74.08 mac. %).
IIpennoskeHsl ONTUMAaNbHBIC JIMHUM CHEKTpa JaHHBIX CTajled Ui MOJYy4YeHHs YyIOBICTBOPHUTEIBHBIX
pe3yIabTaToOB NPU KAYECTBEHHOM aHANIH3€ C YUETOM HaJlOKEHHA MUKOB. [I0ka3aHo, 4TO M3-3a HAJNOXKEHUS TUKOB
cnegyeT KOHLEHTPALMIO XpoMa OHpeleNsaTh MO0 MUKy, oTHocAmeMmycs K nuHud CrK,, MapraHna — no muky,
OTHOCsALIEMYCs K TMHUM MnK,,, 'xefe3a — 1o muKy, oTHocsmeMycs K tuHun FeKg. Onucan nmoaxon no Beibopy
IIUKOB JUIS ONpENENCHNUsl KOHLIEHTPAUi MonmOJeHa. YCTaHOBJIECHO, YTO H3-32 OTCYTCTBHS BO3MOXHOCTH
HaJIe)KHOTO Pa3fieNIeHHs MUKOB, OTHOCAIIMXCA K TMHUAM MoKp 1 MoK, 5, onpesienaTs cojep:xKaHue MoIuOaeHa
CIIEAYeT 1O IHUKY, OTHOcsAmeMycsl K quHHM MoK,. B kadecTBe rpagyHMpoBOYHBIX 0Opa3lOB HCIIOJIB30BAINCH
CIIUTKH, AN KOTOPHIX MEpBOHAYAIBHO XHUMMYECKHH aHalmW3 Ha CcoJep’KaHHe MEeTAJUIMYECKHX 3JIEMEHTOB
MPOBOAMJIM Ha ATOMHO-DMHCCHOHHOM CIIEKTPOMETpPE C WHIYKTHBHO-CBSI3aHHOW Iutazmod Spectroflame
Modula S, o6ecneurBaroiieM BHICOKHE CTAOMIBHOCTh U BOCIIPOM3BOJIMMOCTh PE3YJIbTATOB aHAIN3a B IIHPOKOM
JMana3oHe OIpeAesIeMbIX KOHIIEHTpAIUI 3JIEMEHTOB, B TOM YHCIE C HHU3KUM IpEAesioM UX OOHapyKeHHS.
AHanu3 ans onpezAesreHusl KOHUEHTPAIMK a30Ta M KHCJIOpoJa B IPaJyHpPOBOYHBIX 00paslax MPOBOAMIM NPH
nomouy aHanuzatopa METABAK-BAK, a conepxanue yraepona onpeaensiiin Ha METABAK CS-30.

KiroueBble ciioBa: peHTIeHO(DIYOPECICHTHBIN aHaW3, SHEPTOIHCICPCHOHHBIA cnekTpomerp, BPA-135F,
KOMITO3UIIMOHHAS CTallb.

DK Makcum Konosanos, e-mail: maksim.kov@mail.ru

On the Methodology of the Quantitative Analysis of Fe-Cr-Mn-Mo-N-C Steels
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Summary. A technique was developed for the quantitative analysis based on multiple regression of
Fe-Cr-Mn-Mo-N-C composite steels with reinforcing particles of oxides and nitrides using a BRA-135F
spectrometer to determine the concentrations of chromium, manganese, molybdenum, aluminum and iron. The
approach to the selection of peaks for the analysis at a total content of chromium (11.50 —15.03 wt. %),
manganese (7.56 — 12.18 wt. %) and iron (66.54 — 74.08 wt. %) was considered. The optimal lines of the spectra
of the considered steels were proposed for obtaining satisfactory results in qualitative analysis with regard for the
peak overlap. It is shown that due to the overlap of the peaks, chromium should be determined by the peak
relating to the CrK, line, manganese — by the peak relating to the MnK, line and iron — by the peak relating to the
FeKj line. An approach is described for selecting the peaks for determining the molybdenum concentrations. It is
established that due to the absence of the reliable separation of the peaks relating to the lines MoKp; and MoK, s,
the molybdenum content should be determined by the peak relating to the line MoK,,. As calibration samples the
ingots were used, which were preliminary chemically analyzed for determining the content of metals on an
atomic emission spectrometer with inductively coupled plasma Spectroflame Modula S providing high stability
and reproducibility of the analysis results in a wide concentration range of elements, including those with lower
limit of detection. The analysis for determining the concentrations of nitrogen and oxygen in the calibration
samples was performed using a METAVAK-VAK analyzer, and the carbon content was determined on a
METAVAK CS-30 analyzer.
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BBEJIEHUE

PacTymuii nHTEpEeC K UCCIENOBAHMIO CTaJIEd M TaKUM, KaK KOMIIO3ULMOHHBIE MaTepUallbl
Fe-Cr-Mn-Mo-N-C ¢ apMupyronmMy 4acTHIlaMUd B BHje KoHrjaomeparoB n3z MgO, Al,O;, AIN,
HCIIOJIb30BaHUE KOTOPBIX B KAauecTBE MaTepHalla MOJIIMIIHUKOB CKOJIBKEHHUS IOTEHIUAIBHO
ABJISICTCSA NEPCIIEKTUBHBIM, BBIABUI MOTPEOHOCTh MPOBEACHMs OOJBIIOrO KOJUYECTBA 3KCIIpecc-
aHAJM30B MX XMMHYECKOTO COCTaBa IMPH M3TOTOBIECHUH. DTO OOYCIIaBIMBACT IEIECO00OPa3HOCTh
IIPUMEHEHMSI PEHTI€HO(IIyOPECLEHTHOTO aHaJIN3a.

Pentrenodnyopecuentusiii  aHanuz (P®A) MHOroKOMHOHEHTHBIX 00pa3loB Tpelyer
UCIOJIb30BAHUS HETPUBHAIBHBIX IOJXOJOB, TAK KaK MHTEHCHUBHOCTb PEHTTEHO(IYOPECLIEHTHOIO
M3IYYCHUS SABISETCS CIOXKHON HEIMHEHMHON (QyHKIMEH KOHIIEHTPAIMH BCEX 3JIEMEHTOB, BXOISAINX
B cOCTaB 00pa3iia, U yCIOBHI BO30YKIeHUs peHTreHOBCKON (iryopectienunu [1]. JlanHast pyHKIUS
IIpeACTaBIIeHa B BUJEC ypaBHeHMs bioxuna-Illepmana.

B coorBercTBUM € JaHHBIMU PabOThl [2] M3BECTHO, YTO, B OOLIEM ciydae, U3 ypaBHEHHUs
bnoxuna-lllepmana HEBO3MOXKHO BBIPA3UTh KOHLIEHTPALUIO ONPEIENIIEMOro 3ieMeHTa. B cBs3u ¢
3TUM, Ul peLIeHMs JaHHOM 3ajaud ObulM pa3paboTaHbl paznuunble Metonasl PDA. Ilpu
WCCIICIOBAaHUH OJHOPOIHBIX OOpa3lOB C IJIOCKOH MOBEPXHOCTHIO MIMPOKOE PACIpPOCTPAaHEHHE
[oJyyujia Tpylmna crnoco0OB, OCHOBaHHAs Ha HCIHOJIb30BAHUU TEOPETHYECKUX KO3()PUIUEHTOB
BIIUSIHUS, HaIIpUMep, criocod GyHaaMeHTanbHbIX apameTpos [1, 3].

C nenbro ydera OCOOCHHOCTEH IPOBEJNECHMS MCCIEIOBAHUS, HE OIMCHIBAEMbIX TEOpHEH,
TpeOyeTcsl MCIOJIb30BaHUEe O0pa3loB CpaBHEHHsA. TakuMm 00pa3oM, MOBBIIICHHAS IOTPEIIHOCTH
OIpeJIeJIeHUs] KOHIEHTPALUK 3JIEMEHTOB B PEaIbHbIX MCCIEIyEeMBIX 00pa3liax, UMEIOLINX B CBOEM
COCTaBe HeompezesnsieMble IeMEHTHl [4], U Hanmu4yue MaTpuyHBIX PPEeKTOB [5] CrOCOOCTBYIOT
HCIOJIb30BaHUIO OoJiee yHUBEpcabHOro criocoda POA B aHanuTHYeCKOM MpaKTUKE.

B cBs3u c 3TuM, B Hacrosilee BpeMs JUIsl MCCIEA0BaHUS IIMPOKO IMPUMEHSIETCS IpyIna
MOJySMIUPUYECKUX crocoboB P®dA, KoTopble OCHOBaHbBI Ha HWCHOJIb30BAaHUM YypaBHEHUH
MHOKECTBEHHOUM perpeccuu [2, 6]. Jlns aHanu3a HCHOJB3YIOTCS NPUOIMKEHHBIE YpaBHEHMUS,
OIUCHIBAIOLINE KOHIIEHTPALMIO HCKOMOIO 3JI€MEHTa MpoObl Kak (YHKIHIO WHTEHCHUBHOCTEH
PEHTTeHO(IIYOPECIIECHTHOTO M3JIy4Y€HHUs 3JIEMEHTOB B oOpasiie. Takue npuOiIMKEeHHbIE YpaBHEHUS
CBSI3U UMEIOT BU/JI JMHEUHOTO ToJiMHOMa [4]:

C=a,+Y a-Y, (1)
i=1

rae C;— paccuMTbiBaeMasi KOHIIEHTpalusl i(-r0 XUMHYECKOro »3jeMeHTa B oOpasue, mac. %;
do U a; ONIPeIETISIFOTCS B MPOLiecce MPaAyHpOBKH MO IpaayrpoBodHbIM obpasuam (I'O); Y; — daxtop,
MPEICTaBISAIONINI cO00M OTHOCUTENBHYIO MHTEHCUBHOCTh M3JIyUY€HHUS OT -0 3JeMEHTa W/WIN ee
MIPOU3BECHNE/OTHOLLICHUE, 71 — KOJIMYECTBO JIEMEHTOB.

Hcnonb3oBanue B ypaBHEHUM (1) OTHOCHTENIbHBIX MHTEHCUBHOCTEH, KOTOpPbIE OMPEENISIOT
¢baxTop Y;, 00yciaoBiIeHO TpeOOBaHMEM MHHHMMHU3AIUHN 3aBUCUMOCTH aHAJUTHYECKOI'O CHUTHAja OT
(dhopMBI U KauecTBa MOBEPXHOCTH aHaIU3upyemoro obpasma [7]. isa criaBoB KaKI0W CHCTEMBI
JIETUPOBAHMSI HCTIOJIB3yeTCsl ¢BOM Habop I'O, Mo KOTOpOMY JUIsSl KasKJI0T0 OMpPEAEIieMOro dJIeMeHTa
B YPaBHEHUU CBS3H dp U @; HAXOJATCS MO IPaynPOBOYHBIM IpaduKam.

OnHuM u3 Hambosiee MUPOKONMPUMEHUMBIX CIIOCOOOB 3KCIIPECC-OINpPEEIeHUs] COJepKAHUS
METAJIOB B  pa3M4yHBIX  oOpaslax sBIAETCS MPOBEJECHHWE aHadu3a Mpu  [OMOIIU
PEHTTeHO(IIYOPECIICHTHOTO SHEPTOIMCIIEPCUOHHOTO criekTpomerpa [8 — 11]. OqHako, KOMILIEKTOM
IIOCTaBKM CIEKTPOMETpPOB, Hampumep, bPA-135F, u ero cranmapTHbIM DIPOrpaMMHBIM
o0ecrieyeHneM HE MPEeIYyCMOTPEHO HAJIMYUEe METOJUKU TMPOBEACHHS KOJWYECTBEHHOI'O aHaIu3a
KOMITO3UITMOHHBIX CTaJiell JTaHHOW Tpymmbl. DTO 0OyCIaBIMBaeT MOTPEOHOCTh B pa3paboTke
METOJIMKH, OCHOBAHHOM Ha MHCIIOJIb30BAHWM YPABHEHMM MHOXECTBEHHOM pErpeccun ¢
npuMmeHeHuem n3rotoieHHbIX ['O u3 craneit Fe-Cr-Mn-Mo-N-C ¢ apMupyronMi 4acTUIlaMu U3
OKCHJIOB U HUTPHUIOB.

Lenp HacTosimiei paboThl 3aKioyanach B pa3padOTKe METOAMKH KOJIMYECTBEHHOTO aHaIN3a
Ha PEHTIeHO(IIYOPECHEHTHOM dHeproaucnepcuonHoM criekrpomerpe BPA-135F nns onpenenenus
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KOHIIEHTpAllMi XpoMa, MapraHiia, MOJIUOACHA, aTIOMUHUS U Kelle3a CIIOCOOOM MHOXECTBECHHOMN
perpeccuud B KOMIO3UIMOHHBIX cTasix Fe-Cr-Mn-Mo-N-C ¢ apMupylOlMMyU 4acTUIlaMU B BUIE
koHrIomMepartos u3 MgO, Al,Os, AIN.

MATEPHUAJIBI 1 METO/JblI UCCJIEJOBAHUA

Marepuanom s uccnegoBanus cinyxxkuiu ciiaBbl Fe-Cr-Mn-Mo-N-C ¢ koHrnmomeparamu u3
MgO, AL,Os, AIN u comepxanuemM xpoma oT 11.50 mo 15.03 mac. %, mapranna — ot 7.56 1o
12.18 mac. %, momubaena — ot 3.00 mo 4.89 mac. %, amomunus — ot 0.28 mo 6.26 mac. %,
xenesza — ot 66.54 1o 74.08 mac. %. B cBoeM cocTaBe OHU COJIeprKalid HEOTIPEACIISIEMbIE 3JIEMEHTHI
(a3oT, yriepo, KUCIOPO/1), KOTOPbIE CHHKAIOT TOYHOCTH MOJy4aeMbIX pe3yabTaToB [12].

I'pagyupoBounbie 0Opa3ibl ObUIM MPUTOTOBIEHBI METOJOM CaMOPaCHpOCTPAHSIONIErOCs
BbIcOKOTeMneparypHoro cuHrteza (CBC) B BapuaHTe aJllOMMHOTEPMMHU I0J JAaBJICHHUEM a30Ta.
PeakimonHass cMmech cocCTaBislach M3 TIOPOIIKOB okcuaa kene3a Fe,Os (mapka YJIA
TV 6-09-5346-87), okcuaa xpoma Cr,0O3 (Mmapka OXM-0 I'OCT 2912-79), okcuaa mapranina MnO,
(mapka u.g.a. [OCT 4470-79), okcuna monubaena MoO; (mapka U TV 6-09-4471-77), nopoika
aimoMuHueBo-mMaruueBoro (mapka I[TAM-4 T'OCT 5593-78) u amomunueBoro (mapka AC/-1
TY 1791-99-019-98), HUTpUIOB XpoMa, MOJIYYCHHBIX B pe3yJbTaTe a30THPOBAHHUS XpOMa MapKu
[IX-1M TV 14-1-1474-75. Ynanenue BiIard M yBEIUYEHUE YACIBbHOW MOBEPXHOCTU OKCHUJIHBIX
KOMIIOHEHTOB CMECH OOEeCHeYMBalld 3a CYET IMPEABAPUTEIILHON CYIIKM B AJIEKTPONEUU IpPU
temneparype 250 °C B TeueHue 1 —2 4 ¥ U3MENbYEHUH B LIAPOBOM MENBbHUIIE C MOCIENYIOIIEH
00paboTKoil B cMecutesne. ATIOMUHOTEPMHUYECKU CHUHTE3 ciiaBoB mpoBoauin B CBC-peakrope
PBC-10 nox naBnenuem azota a0 15 MIla (naBneHue a3zoTa npu MHUIIUAIIMN TOPEHUS COCTABIISIIO
10 MIIa, a B mpomecce ropeHus MOBbIIaIOCh g0 15 MIla). Pacuer koaumdecTBa IIMXTOBBIX
COCTABJISIIOIIUX M OMNpElesIeHue MapaMeTpoB CHUHTE3a CIUIABOB JUIsI OOCCIECYEHHS BO3MOKHOCTH
MOJIyYEHUs1 B CIUTKAaX HUTPUJA AJFOMUHUSL OCYLIECTBISUIMCh C Y4YETOM ONHUCaHHbIX B [13, 14]
0ocoOeHHOCTel cuHTe3a. B pesynprare OBUIO MOTYyYEHO BOCEMBb CIMUTKOB, XHMHUYECKHH COCTaB
KOTOPBIX IPECTaBlIeH B Tabm. 1.

Tabuuna 1. Pe3yJbTaThl XUMHYECKOI0 AHAJIN3A MOJY4YeHHBIX CJIMTKOB, Mac. %

Table 1. The results of the chemical analysis of the obtained ingots, wt. %

Ne Cr Mn Mo Al Mg Fe N C o

1 13.60 8.94 3.39 0.52 0.11 71.46 0.96 0.01 0.970
2 11.50 8.00 3.00 2.00 0.20 74.08 0.95 0.01 0.258
3 11.60 8.00 3.40 2.30 0.30 69.89 0.20 0.01 0.211
4 14.30 7.56 4.89 0.28 0.07 72.36 0.21 0.01 0.320
5 12.36 10.44 3.42 6.26 0.13 66.54 0.53 0.01 0.307
6 15.03 9.73 4.21 0.32 0.01 70.04 0.64 0.01 0.01
7 14.28 12.18 3.37 1.70 0.15 67.00 0.92 0.16 0.196
8 12.50 9.30 3.70 0.91 0.18 70.80 0.90 0.50 0.204

O6pa3upbl Maccoit 50 — 100 r s uccnenoBaHUs BBIPE3ald U3 CIUTKOB AJIEKTPOUCKPOBBIM
MeTofoM. B cooTBeTcTBUM ¢ peKkoMeHJanusMu B padorax [15, 16] KoHIEHTpauuio a3oTa H
KHCJIOpO/ia ONPEACIISIN ClIEHUaIu3upOBaHHbBIMM MeTonaMu — Ha aHanu3atope METABAK-BAK
IyTeM BOCCTAHOBUTEJIBHOIO IUIABJIEHUS B IOTOKE Tra3a-HocuTens. fueiika TemIonpoBOJIHOCTH
ABJIAJIACH JAETEKTOPOM JUISl a30Ta, ONPENEICHHE KHUCIOPOAAa OCYILECTBISUIOCH IO IOTJIOLICHHIO
UK-m3nyuenus. MaccoByro J0JII0 yriaepoaa ONPEAesid NpU HCHOJb30BAHUM aHAIM3aTopa
METABAK CS-30 peructpanueii JIeTeKTOpoM 00pa3yrommxcs AUOKCHUIOB yriepoaa Mpu
C)KMUTaHUU MPOO B MOTOKE KUCIOPO/Ia.

XHUMHUYECKUH aHAIIN3 HA COACPKAHUE METAININYECKUX KOMIIOHEHTOB IPOBOJIMIN HA aTOMHO-
AMHUCCHOHHOM CIEKTPOMETPE C MHIYKTUBHO-CBsI3aHHOM 11a3Moin Spectroflame Modula S, koTopsrit
o0ecrieyrBaeT TOBBIMICHHBIE ITOKA3aTENM CTAOMJIBHOCTH M BOCIPOM3BOJUMOCTH PE3yJIbTaTOB
aHaJlM3a B IIUPOKOM TUana3zoHe ONpeAeieMbIX KOHLIEHTPALUNA 3JIEMEHTOB, B TOM YHCJE C HU3KUM
npenenom oOHapyxenus [17, 18].
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Jnst MOCTPOEHUS rpalyupOBOYHBIX rpaduxoB JUTSt KOJIMYECTBEHHOT'O
PEHTIeHO(IIYOPECIIEHTHOTO aHallu3a HWCIoib30Baiu cnekrpomerp BPA-135F ¢ mporpamMmMHBIM
koMmruiekcoM "KDJIA-E". PexxuMBI ChbeMKH ISl KAXKIOTO dJIEMEHTa MPUBEACHBI B Ta0. 2.

Taoauna 2. Pe;kuMBI CheMKH

Table 2. Shooting modes

Pe:xum pa0doThl pEeHTT€HOBCKOH TPYOKH
DJiIeMeHT Operating mode of the x-ray tube . Bpems 3xcno3unuu, ¢
Element Hanpsikenue, kB Toxk, MKA @uerp / Filter Exposure time, s
Voltage, kV Electric current, pA
Cr 20.1 218 Cd (60 mxm) 100
Mn 20.1 218 Cd (60 mxm) 100
Mo 45.1 100 Ti (1.5 mm) 100
Al 6.0 218 be3 ¢puabTpa / Without a filter 100
Fe 20.1 218 Cd (60 Mxm) 100

PE3YJIBTATBI 1 UX OBCYXIEHHE

[IpoBeneHHBIN KayeCTBEHHBIH aHAIM3 BBHIOPAHHBIX TPAJIyHPOBOYHBIX OOPA3IOB IMOKa3al B
CPEIHEIHEPreTHUEeCKOM 007acTH CHEKTPOB HaiIWuue MUKoB, oTHocsumxcs Kk CrK,, MnK,, FeK,,
FeKg. Ilpu »tom oOHapyxkeHo, uro man1d nukoB MnK, u FeK, orcyrcrByer mnpsmas
MPOMOPIMOHAILHOCTh MEXAY COJIEp’)KaHWEM Maprasiia, jkeie3a B o0pa3lax W BeIHYMHAMHU
MHTEHCUBHOCTU COOTBETCTBYIOLIUX UM MUKaM (puc. 1).

JlaHHOE TIOBEIIEHUE CIIEKTPOB MOXET OBITh OOBSICHEHO B IEPBYIO OYepelb TEM, 4TO
IIPOMCXOIUT HAJIOKEHUE ITUKOB, OTHOCAIUXCA K JIMHUAM CrKp, Ha MUKU, OTHOCSINUECS K JIMHUAAM
MnK, (puc. 1, a). AHanoruyHbie pacCyXJACHHUS TPUMEHUMBI IIPU PACCMOTPEHUH HAJIOKEHUS TTUKOB,
OTHOCAIIMXCS K TMHUAM MnKjp, Ha MKy, oTHOCAImuMecs K nuHuAM FeK, (puc. 1, b).

450 Fe =70.80%
Mn = 8.94%
700

Mn =8.00%
600 Ie=7146%

3500 Fe = 74.08%

Mn =8.00%
Fe =69.80%
Mn = 10.44% Fe = 67.00%

Fo = 70.04% Fe =66.54%

Imp./s

Mn =12.18%
Fe=72.36%

Mn = 9.73%

Mn = 7.56% 1501

200

Don /
Pon / Background

09 Background

500

B e s e EEEERE SRR

T 6.55 6.65

5.65 5.75 585 E,keV 5095 6.05 6.15 6.15 6.25 6.35 E,

(a) (®)

Puc. 1. CnekTpbl 00pa3oB ¢ HAJ0KeHHeM MUKOB B CpeIHeIHEepreTHYecKoii od1acTu:
nanoxenne CrKy na MnK, (a) u nanoxenne MnKg na FeK, (b)

Fig. 1. Sample spectra with peaks in the mid-energy region: CrKj overlay on MnK,, (a) and MnKj overlay on FeK, (b)

Takum 00pa3om, ¢ EeNpI0 MUHUMHU3AIMH TTOTPEITHOCTH TPU MPOBEIECHUN KOJTMYECTBEHHOTO
aHaJiM3a JUis MOCTPOEHUS TPaIyMpOBOYHOIrO Tpaduka MO COAEPKAHUIO XKelle3a U Xpoma ObLIn
BBIOpaHBI MUKH, CBOOOTHBIC OT HAJIOKEHUH OT IPYTHX JTUHHUM CIIEKTPa, a MIMEHHO, ITUKU IO JTUHUSM
FeKg n CrK, cooTBETCTBEHHO. [lji1 MOCTPOEHMs TPagyHpOBOYHOrO rpaduka IO ONpPEIEICHUI0

KOHI_ICHTpaI_II/Iﬁ MapraHua BLI6paHBI MUKW, OTHOCAIIHUCCA K HaI/I60JI€e HUHTCHCHUBHBIM JIMHUSM —
MnK,,.
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B pesynbprare KauecTBEHHOTO aHAlM3a CIIEKTPOB B BBICOKOIHEPTreTUYECKOW 00JIacTH
3a()MKCHpPOBaHbl MHUKH, oTHOCsAmMecss kK MoK, 1 MoKp (puc. 2). IIpu 3ToM UKy, OTHOCAIINECS K
muEusAM MoKp 1 MoKp, 5 (puc. 2, a), He yaaeTcs HaJeKHO Pa3feiauTh, a IIMKH, OTHOCAIIMECS K
nuaun MoK, (puc. 2, b) XOpoIIo pa3IndyuMbl OTHOCUTEIIBHO JIMHUK ()OHA U HE UMEIOT HAJIOKCHUI
MMUKOB OT JIPYTHIX JIEMEHTOB. B COOTBETCTBUU C 3TUM, ISl TOCTPOCHUS TPATyUPOBOYHOTO rpaduka
10 CoJIep KaHMI0 MO0 /IeHa Obl1a BeIOpaHa TuHus MoK ,.

35

160

~
Pl
-
3
2

Imp./s

Imp./s

®

40,

19.1 19.3 19.5 E,keV 19.7 19.9 20.1 17 17.2 174 E,keV 176 17.8

(a) ()

Puc. 2. CnekTpbl 00pa3noB B BHICOKOIHEPreTHYecKoii 00J1acTH:
NHKH, OTHOCsHecs: K MoK (a); muku, orHocsiuecs: kK MoK, (b)

Fig. 2. Spectra of samples in the high-energy region: peaks related to MoK} (a), peaks related to MoK, (b)

B pesynbrare aHanM3a HM3KOIHEPreTUYECKOH 00JacTH CHeKTpa OOHapy>KeH aTtOMUHHNA
(nuxy, oTHOCSIMECS K TUHUAM AlK,). JlaHHbIE TMKK HE UMEIOT HAJIOKEHUH U XOPOILIO Pa3IndUMbl
OTHOCUTENIbHO JHMHUU (oHa. Takum o0Opa3oM, A MOCTPOEHUS T'PaJyHpOBOYHOrO Tpaduka Io
COJIEp’KaHUIO aIOMUHUS Obl1a BeIOpaHa muHus AlK,,.

JlanpHENINI aHaJIU3 U COCTABJIEHUE TPaJlyMpOBOYHBIX YPaBHEHUH CBSA3U C IOCTPOECHUEM
COOTBETCTBYIOIIUX T'PaAyMPOBOYHBIX I'pa)UKOB M OLIEHKOW IOTPEIIHOCTEN MPOU3BOIMINCH IMPHU
nomouy nporpammuoro komiuiekca "K9JIA-E" cniekrpomerpa BPA-135F.

[TonGop rpagynpoBOYHBIX KOAPGUIMEHTOB U (PAKTOPOB B ypaBHEHUH CBs3H obO1iero Buja (1)
MI0Ka3aj, 4YTO HAWJIy4dlIHE pPE3yJbTaThl IS ONPEAEICHHUS COAEpKAHMsS XpoMa IIOJY4EHBI IIpU
HCIOJIb30BaHNU YPaBHEHUS CBSI3U B BUJIE CIIEAYIOIIETO MOJUHOMA:

Iy Ic I
Ka TKq Crkg
+ Qcr, * ICrKa 'IMnKa + Acry * Acr, * i ’ (2)

Cor = Acr, t Acr, * i
FeKB Mok,

IAlKa

I acro, ACrl, ACr2, ACr, Acra — TPAIYUPOBOYHBIE KOOPOUIUMEHTSI, Icrka/Laikas Icrka Ivnkas Lcrkol IFeksp,
Icrko/Ivioka — PaxKTOpBL, OIpenensieMble OTHOCHUTEIbHBIMH WHTEHCHUBHOCTSIMU COOTBETCTBYIOLIUX
IIUKOB CIEKTpA.

B pesynbrare moctpoeHus rpaayupoBOYHOro rpaduka (puc. 3) B mporpaMMHOM KOMILJIEKCE
"KOJA-E" nns omnpeneneHus conaepkaHHs XpoMa OBUIM TOJyYeHbl 3HAUEHHs OCTaTOYHOM
MOTPEIIHOCTH TPafyupOBKH, MpPEACTaBIAIONIel cOoO0M CpeaHEeKBaApaTUYHOE OTKJIOHEHHE OT

ypaBHeHus perpeccun (o= 0.032 mac. %), a Takke KOI(PQUIMEHTH JAeTepMUHAIMU
hem Ccalc
)

(R*=0.99958) 1 IHHEIHONH KOPPETALMH (r(Cgr cr )20.99988) KOHLIEHTPAaLlUK XpoMa B
oOpaslax, BBHISBIEHHOW TIpM MOMONIM crekTpomerpa Spectroflame Modula S  (CEPe™) wu
pacCUNTAaHHOW MO ypaBHEHMIO cBa3H (2)— CSYC. Ha puc.3 Takke NpHUBEICHBI 3HAUCHUSA

k03¢ UIeHTOB ypaBHEHHS (2) U MX 3HAYUMOCTU HA OCHOBE /-KPUTEPUSL.
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Koydpdunuent 3Hauenne 3HauHEMOCTH
Coefficient Value Significance ]
dcro 8.076729 95.07 //
15 dcr 1.768848 57.41 £
i ace 0.9847808 18.09 S
acys -25.31459 45.05 /
o 28.78223 49.89 il

14
C cale /
Cr /
wt. % /
13 /
/ chem cale

Ce 5 |Cor » | ACor,
wt. %o | wt. % | wt. %
13.60 | 13.62 | 0.02
11.50 | 11.48 | -0.02
11.60 | 11.59 | -0.01
14.30 | 14.30 | -0.00
12.36 | 12.39 | 0.03
15.03 | 15.00 | -0.03
14.28 | 14.29 | 0.01
Cgfem 8 | 12,50 | 12.50 | 0.00

L

11 12 13 wt.o% 14 15
Puc. 3. 'panyupoBounblii rpadguk /s onpeesieHUus: COJep:KaHUA XpoMa

N
3

12 /

BN IE-NE7 T LR SR

11

Fig. 3. Calibration curve for determining the content of chromium

OnTUManbHbI BUJ YpaBHEHUS CBSI3M MAJI TIOCTPOEHUS TPaJlyMpOBOYHOrO rpaduka o
OTIpEe/IeTICHUIO KOHIICHTPAIIMIA MapraHiia MpeICTaBIIsI CO00H CIIeTYIONTUN TTOJIMHOM:
IMTLK“ IMTLK IMTLKa

a
+acr, T+ acry -
Feg Mog
B a

(3)

Cvun = Amn, T Ayn, 'IMnKa + Ayn, 'IMnKa ’ ICrKa + acp, I
Alg,

TOE AMn0, AMnls AMn2s GMn3s AMnd> QMns — TPAXYyUPOBOUHBIE KOYPOUUMEHTHI, lynkas Ivnkalcrko,
Ivinko/ Luikos Ivnka/IFexps Ivnka/Ivoka — QAKTOPBI, ONpeENsieMble OTHOCUTEILHBIMA HHTEHCUBHOCTAMU

COOTBETCTBYIOIMX ITMKOB CIIEKTPA.

I'pagyupoBouHblii Tpaduk a8 ONpeAeNeHUs KOHIEHTpaluil wmapranua (puc.4) umeer
3Ha4eHHEe OCTATOYHOM MOTPELIHOCTH IPayHpPOBKH, MPEICTABIISAIONLIEH COO0M cpeHeKBaIpaTUIHOE
OTKJIOHEHHE OT YypaBHeHHUS perpeccu (o, =0.058 mac. %). Taxxke ObUIM  BBIYHCICHBI
K03 HUITUEHTHI JIeTepMUHALUA (R2 =0.99904) u JIMHEWUHOM KOppEsALUU

(r(Cife™, CEHe) = 0.99979) koHueHTpalMyu MapraHua B o0paslax, MOJYYeHHOH NPH IOMOLIHM

criekTpometpa Spectroflame Modula S (C5%¥™) u paccuntanHoi MO ypaBHeHHIO cBs3u (3) — CHUC.

Ha puc. 4 Taxxke npuBeneHbl 3HaYeHUS KO3(DPUIMEHTOB ypaBHeHHsS (3) MU UX 3HAUMMOCTH Ha
OCHOBE {-KpUTCpHUSI.

[Togbop rpamyupoBouHbIX KOI(DPUIMEHTOB u (HAKTOPOB TMOKa3aja, 4YTO HaWIy4IlIue
pe3yabTaThl JUId ONpeAeTeHHUsS COJIepXKaHUs MOJIMO/IeHa HaOMI0NAITCS TMPH  MCIOJIb30BaHUU
YpaBHEHHUS CBSI3U B BUJIE CIIEIYIOIIETO MMOJIMHOMA!

IMOK IMOK IMOK IMOK
+a — — %4+ a S a
MO3 I aCT4, I Cr5
Crkq Mng,

, (4

Cymo = Amo, T Mo, 'IMoKa + Apo,

IA Ka IFeKB

TOE Moo, OMols AMo2s AMo3> (Mods QAMos — TPAXyUpOBOUHBbIE KOPUIMEHTHI, liiokas Ivoka/laike,
Ivtoko/Icrkas Inoka/Ivnkas Ivtoko/IFekp — PAKTOPBI, ONIpeseNsieMble OTHOCUTEIbHBIMI HHTEHCUBHOCTSIMU

COOTBCTCTBYIOIIUX ITHMKOB CIICKTpPA.
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13| Koadpduuuent 3HaveHHe 3HAYHMOCTD
Coefficient Value Significance "
aArno -5.307905 17.41 //
AMn1 9.968121 18.44 P
12 aArn2 -0.8303983 3.59 // :
AMn3 0.7866928 10.46 7
Artns -43.54857 62.62 il
AMns 46.46632 62.84

11

cale

CMn ? !
wt. %
9 /

C.‘icl’t'zema C."f{l)!'zka ACM”’

No

wt. % | wt. % | wt. %

/ 1] 894 | 896 | 0.02

8 ad 2 800 | 800 | -0.00
/ 3] 8.00 | 7.98 | -0.02

/ 4] 7.56 | 7.53 | -0.03

5] 10.44 | 10.48 | 0.04

- £ 6| 9.73 | 9.76 | 0.03
7| 12.18 | 12.13 | -0.05

~chem 8] 930 | 9.31 [ 0.01

74 8 9 wt. % 11 12 13

Puc. 4. I'panyupoBouHblii rpaduk Ajs onpeejieHUus: COAEP:KAHUA MapraHua

Fig. 4. Calibration curve for determination of manganese content

B pesynbrare mpoBedeHUS MOCTPOCHUS TPaLyHMpPOBOYHOrO Tpaduka [Uisl ONpeaeTecHHUs
comepxkaHusi MoymOaeHa (puc.S5) ObUIM TOMYYeHBI 3HAYEHHUS] OCTATOYHOW TMOTPEUTHOCTH
TPaIydpOBKH, TMPEACTABISIONMICH COO0OW CpeIHEKBAJIPATHYHOE OTKIOHEHHWE OT ypaBHEHUS
perpeccun (G, = 0.031 Mac. %), a Taxxke KOIPGUIUEHTH JeTEPMHUHALIUN (R*=0.99822) u

muneitnoit  koppemsmst  (r(Cie™, C52¢) = 0.99962)  comepxanus monubneHa B obpasuax,
chem

M3MepeHHOoro npu nomomu crekrpomerpa Spectroflame Modula S (Cpyp ") ¥ BBIYUCIECHHOTO IO
ypaBHeHHIO cBsi3H (4) — CHYC. Ha puc. 5 Takke NpUBEIeHBI 3HAYEHUS KOY(PDUIMEHTOB ypaBHEHUS
(4) 1 MX 3HAYUMOCTHU HAa OCHOBE {-KPUTEPHSL.

I[J'ISI OMMpCACIICHUA KOHHGHTpaIII/H\/JI ATIOMHHUA TIOJYUCH CJ'[C)IYI-OHII/Iﬁ IIOJIMHOM B Ka4d€CTBEC

YpaBHCHHS CBA3U:

Ly I I

K Al[( AlK

Car = iy + @ary Ty, + Qar, T+ Ayo, T+ Ay, T
a 1 1

CTKa MnKa

, (5)

IMOKa

THE Qai0, Aans Adn, A4, 44— TPALYUPOBOUYHBIE KOIDPUUUEHTDI, Lyika, Laiko/Icrkas Laiko/Ivmkos
Luko/Ivoke — akxTopbl, ompenensieMble OTHOCHTEIFHBIMH WHTEHCHBHOCTSIMHA COOTBETCTBYIOIINX
MTUKOB CIIEKTPA.

[Tpu mpoBeneHWH TOCTPOSHHS TPATYHMPOBOYHOTO rpaduKa sl ONpPEAETICHUs COACpIKaHUs
amoMUHUS  (pUC. 6) ObUIM TMOJIy4€Hbl 3HAUYEHHUS OCTAaTOYHOM MOTPEIIHOCTH T'PaTyupOBKH,
IpeJCTaBIsIomel co00i CpeHeKBapaTUUHOE OTKJIIOHEHUE OT ypaBHEHUs perpeccuu (6.4 = 0.063
mac. %). Taxoke ObUTH BBIYMCICHBI KO3(pGHIHEeHTs gerepMuHamiy (R> = 0.99923) u muHeitHO
xoppensaums (r(C5™, C5HC) = 0.99978) KoHUEHTpalMK aloMUHKS B 00pasuax, ompesiesieHHoM
npy momom crektpomerpa Spectroflame Modula S (CS'™) n paccuntanHO# 10 ypaBHEHMIO
ce3u (5)— C54C. Ha puc. 6 Taxke IpHBEIEHB! 3HAUCHHsS KOd(D(UIMEHTOB ypaBHEHHS (5) M HX
3HAYUMOCTH Ha OCHOBE /-KPUTEPHL.
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5.25|Ko>pdunnent| 3nauenne 3HaunMoOCTH
Coefficient Value Significance
o0 -0.3901305 1.84 /
ato1 -7.178145 18.92 9>
o2 8.388176 26.61 o
4.75 Trtos 05010831 5.05 A
a¥os 1.365691 9.22
arMos 0.6845781 4.99 //
//
b
4.25 pd
&y /"/
wt. % //
//
3.75 //
/‘/1
chem cale
/ No Cuo 5 Mo > ACMﬂv
) wt. % | wt. % | wt. %
3.25 / 1] 339 | 339 | 0.00
i 2| 3.00 | 3.01 | 0.01
/‘ 3| 3.40 | 3.38 | -0.02
' 4| 4.89 | 4.91 | 0.02
/ 5] 3.42 | 3.42 | 0.00
6| 421 | 4.18 | -0.03
238 7] 3.37 | 3.39 | 0.02
g 8] 3.70 | 3.70 | -0.00
2.75 3.25 3.75 wt.% 4.25 4.75 5.25

Puc. 5. I'pagynpoBoyHbIii rpaduk 1715 onpeaesieHNs COJepKaHus MOJIMOAeHa

Fig. 5. Calibration curve for determining the content of molybdenum

Koypdunnent| 3nauenne 3HAYHMOCTE
7| Coefficient Value Significance g
@an 0.1896327 3.42 P
an -1.187863 19.46 Fd
6 aan 2.371865 24.62 //
[ -3.460342 21.96 S
14 2.349328 37.05 //
r.
5 /
pd
P
4 /
V4
v
calc ;/
Ca A/
wt. % 7
b
/
2 %
Pa No C:lhgma C:la lc’ ACAl!
/ | wt. % | wt. % | wt. %
1 / 1/052 |0.45 |[-0.07
. 212.00 199 |-0.01
& 30230 [2.37 [0.07
yd 4[028 [0.26 |-0.02
0 51626 624 |-0.02
61032 037 |0.05
7 11.70 |1.69 |-0.01
le”‘””, 81091 0.91 [0.00
0 1 2 wt. % 4 5 6 7

Puc. 6. 'pagynpoBo4Hblii rpaduk 1/ onpenesIeHus COAepPKaHNs ATIOMUHHSA

Fig. 6. Calibration curve for determination of aluminum content
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[Ton6opom rpayupoBOYHBIX KO(DOHUIMEHTOB U (PAKTOPOB B YPAaBHEHUU CBSA3H YCTAHOBIICHO,

4TO HAWIydIIue pe3yJbTaThl JUIS ONpENCICHHMS COIEPKAHUS Kele3a IOJydeHbl IIpH
UCIIOIb30BAHUH YPABHEHHUS CBA3H B BUJIE CJIEAYIONIETO IIOJHHOMA:
IFeKﬁ,
Cre = Qpe, + Ape, 'IFeKB + ay, 'IFeKB "Iy, + Aumo, ’ (6)

I]WOK‘Z

TO€ Are0, QArel, QFe2, AFe3 — TPajyupoBOYHBIE KOIDPUUMEHTBI, Irexp, IrexpIvnkas IFexp/IMoka —
(hakTopkl, OnpeeIsieMble OTHOCUTEILHBIMA HHTEHCUBHOCTSIMUA COOTBETCTBYIOIIUX THKOB CIIEKTPA.

JlJis TOCTPOECHHOTO TpajyMpOBOYHOrO rpaduka MO ONPEAETICHUIO COACpX aHHUsS >Keies3a
(puc. 7) monmydeHbl 3HAYEHHUS OCTATOYHON MOTPEHIHOCTU T'PaTyWPOBKH, MPEICTABISIONICH COOOM
CpPEeIHEKBAApPAaTUYHOE OTKJIOHEHHE OT YypaBHeHHs perpeccun (o =0.383 wmac. %). Takxke
paccuuTaHbl  KOY(DPUIMEHTH  AeTepMUHAIIUN (R2 =0.98193) u JnMHEHHOW KOppEIALUU

(r(Cghe™, C£2¢) = 0.99353) KoHueHTpauuu Kene3a B 00paslax, BHIABICHHOW NPH MOMOUIM

Fe
criekTpoMerpa Spectroflame Modula S (CE2¢™) u BbrumcneHHO# 1O ypaBHeHHIO cBsi3H (6) — CEYC,

Ha puc. 7 Takxke npuBeJeHbl 3HaueHHsI KOA(PQPHUIHMEHTOB ypaBHEHUs (6) M MX 3HAUUMOCTH Ha
OCHOBE {-KpUTCpHUSI.

Kos¢pdpunuent 3HaueHme 3HaunMocThL
75| Coefficient Value Significance =
AFed 145.3255 28.84
@ Fet 42.75234 16.63
are -15.53874 14.30
(Fe3 -100.1938 16.01
73
«’,}";’
//
71 /’/
CchlC’ [‘("’/
wt. % //f
/e
69 g
a
f’ No CI‘C';’wm! Cfg:ha ACF?’
7 " | wt. % | wt. % | wt. %
1) 71.46 | 71.93 | 047
67 2| 74.08 | 73.81 | -0.27
3| 69.89 | 69.46 | -0.43
4| 72.36 | 72.35 | -0.01
5| 66.54 | 66.71 | 0.17
6 | 70.04 | 70.29 | 0.25
7| 67.00 | 66.86 | -0.14
65 Cg’”’”, 8| 70.80 | 70.76 | -0.04
65 67 69 wt.% 71 73 75

Puc. 7. I'panyupoBouHbIii rpaduk AJ1s onpeeseHUsl COJeP:KaHMS Kejle3a

Fig. 7. Calibration curve for determining the iron content

Ha xaxnom rpaduke Ha puc. 3 — 7 npuBeIeHbl pacCUUTaHHbIE 3HAUEHUS TIPaTyHPOBOYHBIX
KO3 (PHUIIMEHTOB COOTBETCTBYIOLINX YPAaBHEHUH CBSI3U M UX 3HAYMMOCTH Ha OCHOBE /-KPUTEPHUS.

Takum oOpa3om, MOJIydeHHbIE T'PAaIyHMPOBOYHBIE 3aBUCHUMOCTH TIO3BOJISIIOT IPOBOIUTH
KOJIMYECTBEHHBIM aHaIM3 KOMIO3MUMOHHBIX craned Fe-Cr-Mn-Mo-N-C ¢ apmupyromumu
yacThllaMd B BHjAe KoHriomepatoB u3 MgO, AlOs;, AIN Ha peHTreHo(IyopeciueHTHOM
sHeprogucnepcuonHoM  crektpomerpe BPA-135F. Ilpu »3ToM mpenensl  ompeaensieMbix
KOHIIEHTpaLMi Xpoma, MapraHia, MoJnOieHa, allOMUHUS U JKelle3a, a TaKKe COOTBETCTBYIOIINE
OCTaTOYHbIEC MOTPEUTHOCTH I'PALYHPOBKH, IIPEJICTABICHBI B Ta0JI. 3.
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Tabanua 3. KoHueHTpanMoHHbIe TPAaHUIbI IPUMEHHUMOCTH Pa3padoTaHHOI MeTOTHKH

Table 3. Concentration limits of applicability of the developed technique

MuHumajibHoe MaxkcumaJibHOe Ocraro4yHasi NOrpelIHOCTD
AHAJIUT o o o
Analyte cojiep:kanue, Mac. ) cojiep:kanue, Mac. ) TPajlyHPOBKH, Mac. )
Minimum content, wt. % Maximum content, wt. % Residual calibration error, wt. %

Cr 11.50 15.03 0.032

Mn 7.56 12.18 0.058

Mo 3.00 4.89 0.031

Al 0.28 6.26 0.063

Fe 66.54 74.08 0.383

BbBIBO/IbI

1. Ilpeanoxkena MeTOJMKA KOJMYECTBEHHOI'O aHajIM3a, B OCHOBE KOTOPOH JIEKHUT crocod
MHOKECTBEHHOM perpeccuu, /Ui KOMIO3UIMOHHBIX cTasiell Fe-Cr-Mn-Mo-N-C ¢ apmupyromumu
yacTUllaMU B BHUJle KoHrioMeparoB uz MgO, Al,Os;, AIN npu Mcnosb30BaHMM I'pajyHMpOBOYHBIX
00pa3IoB Ha PEHTTEHO(PIYOPECIICHTHOM 3HEPTOANCIIEPCHOHHOM criekTpomerpe bPA-135F. Jlannas
METOAMKA PUMEHNMA JJIS OIIpeJIeNIeHUs] KOHLIEHTPAIMi XpoMa, MapraHia, MoJau0/eHa, allOMUHUS
U XKenesa.

2. YCTaHOBIIEHO, YTO B MCCIEAOBAaHHBIX MaTepUalax IPU COBMECTHOM COJEPKAaHUHU XpPOMa
ot 11.50 o 15.03 mac. %, mapranua ot 7.56 no 12.18 mac. % u xenes3a ot 66.54 no 74.08 mac. %
U3-3a HAJIOXKCHMSI ITMKOB CIEAYET ONpPENENsITh KOHLEHTPALNIO XpoMa IO IUKY, OTHOCALIEMYCS K
muann  CrK,, Maprasua— IO IHUKY, OTHOcsIleMycs K JuHUM MnK,, Xeine3a— MO IHUKY,
OTHOCsIIEMYCS K JIMHUU FeKj.

3. YcTaHOBIEHO, YTO MpPH KCIOJIb30BaHUU criekTpomeTpa BPA-135F m1s Koau4ecTBEHHOTO
aHaim3a Kommno3uIHOHHBIX cTanedl Fe-Cr-Mn-Mo-N-C ¢ apmupyronumu 4acTULaMUd B BHJE
koHriomepatoB u3 MgO, Al,Os;, AIN u3-3a OTCYTCTBHS BO3MOXKHOCTH HAJIEKHOTO pa3/eliCHUS
IIMKOB, OTHOCAIIMXCA K JTMHUAM MoKp 1 MoKp, 5, onpenensaTs coaepkKaHue MOIUOAeHa ClelyeT
110 IIUKY, OTHOCAUIEMYCs K TuHUU Mo K.

Aemoput  evipadxcarom  Oaazooapnocms  Bnaoucnagy Anekcanopoeuuy Kapegy 3a
npoeedenue cunmesa cJiunKoa8.

Paboma evinonnena no meme HHUHP (Ne 121030100001-3) ¢ ucnonv3oeanuem
ooopyooeanusa IIKIl "llenmp ¢usuueckux u Qu3uKoO-XuMuUdyecKUxX Memoooe aHaiu3d,
UCCe006AHUA CEOUCME U XAPAKMEPUCMUK HOGEPXHOCHU, HAHOCMPYKHYD, MAMepuanos u
uzoenunt" Yom®HUI] YpO PAH.

The authors are grateful to Vladislav Aleksandrovich Karev for carrying out the synthesis of
the ingots.

The work was carried out on the subject of research (No. 121030100001-3) using equipment
of Core shared research facilities "Center of physical and physical-chemical methods of analysis,
investigations of properties and characteristics surface, nanostructures, materials and samples" of
UdmFRC UB RAS.
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