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Paspa6orana nByxcraguiinas MeTOIUKA PEHTIEHO(IyOPECIIEHTHOTO AHAIN3a BhICOKOIHTPOITHMA-
HbIX napaxuobaroB P39 cocrasa Y3 , Yb,NbO; (rme x = 0 — 3), ucronbayeMbIx B KauecTBe Tep-
MobGaphepHbIX TOKphITHiL. Ha miepBoM arare ¢ ucnonb3oBaHHeM MeTofia (PyH/IaMeHTaTbHBIX 1a-
pamerpos (M®II) mpoBoaMIz SKCIIPECCHBIHA ITOLYKOJIMIECTBEHHBIN aHAIN3 00PA3II0B KePaAMUKH
¥ IIPOMEKYTOYHBIX IIPOLYKTOB CHHTE3a C YCTAHOBIEHUEM HX IIpeIBapUTeIsHOro cocrasa. Ha
BTOPOM JTAIIE 0 TIOCTPOEHHBIM IPALyUPOBOYHBIM 3aBUCUMOCTSM OIIPEEIISIN KOJINIeCTBeHHbIH
cocras 1po6. 71 moCTpoeHHs TPayupPOBOYHBIX 3aBHCHMOCTEH aHAIOTHYHBIM MOJIyIEHHIO HC-
CIIe[[yeMbIX KePaMUIEeCKUX 00PA3II0B CII0COO0M CHHTE3HPOBAIIN CEPHI0 00PASI0B CPABHEHUS, CO-
nmepskarux 3,16 — 56,55 % Y, 8,78 — 71,0 % Yb u 12,83 — 19,70 % Nb. Boibpansr ananurudeckme
JIMHUY DIIEMEHTOB, CBOOOHBIE OT CIIEKTPAIbHBIX HAJIOKEHUH, U yCaoBus mpoBenerus POA (Tok
¥ HaNpsyKeHHe PeHTTEHOBCKOM TPYOKH, BpeMs SKCIIO3HUIHIH, cr1ocod yuera d)oHa BOIH3U aHAIN-
TrYecKuX JuHU). OTHOCHTEIBHOE CTAHAAPTHOE OTKIOHEHNE Pe3y/IbTaToB onpeneneHus Y, Yb u
Nb B obpasmax kepamuku He npessinaio 0,66 %, 0OTHOCHTEIBHAS OTPEIITHOCTH COCTABIIAIA He
6omee 1,63 %. Ilony4uentble pe3yabTaThl CPABHUBAIN C PACIETHBIMH COJEPKAHUAMU AaHATUTOB B
pobax CTEXUOMETPHUIECKOTO COCTABA U C PE3Y/IHTATAMU AHAIN3A PEabHBIX 00PA3I0B KePAMUKA
metomom VICTI-ASC. Paspaborantas MeTOAMKA II03BOIAET OIPENEIATh OCHOBHBIE KOMIIOHEHTHI
B 00pasiax KepaMUKy ¥ MOKET OBbITh MCIOIb30BaHA B IIEJISIX aHAIUTHIECKOrO KOHTPOJIS IIPOI(EeC-
ca cuHTe3a mapannobaros P39.

KroueBsble coBa: KepaMudyecKrie MaTepUasIbl; PEHTIeHO(IyOPECIIeHTHBIA AHAINS; TAPAHUO-
6aThl PEIKO3EMEbHBIX SIIEMEHTOB.
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A two-stage technique for X-ray fluorescence analysis of ceramic samples of composition Y5 Yb, NbO,
(where x = 0 - 3) has been developed. At the first stage, using the method of fundamental parameters
(FPM), a rapid semi-quantitative analysis of ceramic samples and products of intermediate synthesis was
carried out to determine their preliminary composition. At the second stage, the quantitative composition
of the samples was determined using the constructed calibration dependencies. To construct calibration
dependencies a series of reference samples containing 3.16 —56.55% Y, 8.78 - 71.0% Yb, and 12.83 —
19.70% Nb was synthesized using a method similar to that used for preparation of the ceramic samples
under study. Analytical lines of elements free from spectral overlaps and XRF conditions (current and volt-
age of an X-ray tube, exposure time, method of taking into account the background near the analytical
line) were selected. The relative standard deviation of the results of Y, Yb, and Nb determination in ce-
ramic samples did not exceed 0.66%, the relative error was no more than 1.63%. The results obtained were
compared with the calculated content of analytes in the samples of stoichiometric composition and with
the results of ICP-AES analysis of real ceramic samples. The developed technique provides determination
of the main components of ceramic samples and can be used for analytical control of synthesis of rare
earth paraniobates.

Keywords: ceramic materials; X-ray fluorescence analysis; paraniobates of rare earth elements.
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BBenenune

BricokosuTponuiinbie kepamuueckue (BOK) ma-
Tepuaibl XAPAKTEPU3YIOTCI COUYETAHWEM TaKHUX
CBOMCTB, KaK BBICOKAs TeMmIlepaTrypa IJIaBIEHWUI,
KOPPO3MOHHAS CTOHKOCTH BCJIECTBHUE MEIJIEHHOH
nudppysuu, MaIbli yIeAbHBIH Bec, BHICOKAsA IIPOY-
HOCTb, TEPMOJIUHAMUYIECKAST CTAOUIBHOCTD MPH BBI-
COKHMX TeMIIepaTypax, BhICOKAS BSI3KOCTH paspylie-
HUA U [P., YTO OTKPBIBAET IIUPOKHE TEePCIEeKTUBbI
MIPOMBIIIJIEHHOTO UCHOIb30BAHUA STUX MATEPUATIOB
[1, 2].

Oco06blii UHTEpeC MPeICTABISIIOT BBICOKOIHTPO-
nuiHbIEe TAapaHuobaThl PEKO3eMeNbHBIX METAJIOB
cocraBa RE;NbO; (rme RE — neckonbpko P39, B oc-
HOBHOM — B YKBHMOJIIPHOM cooTHomeHumn). OHu
MOTYT HUMETh CTPYKTYypy IBYX THIIOB — Bebepura
uan PII0OPUTA — U MEPCHEKTUBHBI IS TTOJIyUeHUS
BBICOKOTEMIIEPATYPHBIX TePMOOAPHEPHBIX MIPOKPHI-
Tuii [3 — 6]. BoicokosHTpOIIHMITHBIE OKCHU/IBI, KAK Ipa-
BHIJIO, 00/IagaioT Oojiee HU3KOM TeILIOIIPOBOIHOCTHIO
[0 CPaBHEHHIO C HE3aMEI[eHHBIMA AHAJIOTaMH, Xa-
PaKTEPU3YIOTCS BBICOKOM TBEPAOCTHIO M XOPOIIEH
CTaOUIBHOCTHIO BHICOKOTEMITEPATYPHOH (hassbl.

Ilocrenentoe ycmokHeHUe coCTaBa BBeIEHHEM
pasnuunabix P39 B cocTaB MaTPUYHBIX COETUHEHUMN
MOKET YJIydIIaTh (PU3UKO-XUMUYECKHEe XapaKTepu-
CTHUKM HCXOIHBIX BEIECTB U MPUIABATH UM HOBBIE
(pyHKIIMOHATBHBIE CBOMCTBA. JTO CBA3AHO U CO CTa-
Owtusanyel OgHOM U3 CTPYKTYPHBIX MOTU(HUKAIUH
(ZrOy — 7 % Y504 [7]), 1 c mposABIEHHEM JTIOMHHEC-
nenmnuu B Bemecrsax (BaMoO,: Tm3* [8], LaBWOy:
Tb3*+, Eu?t [9]). 3amaua mosbimenus >¢ddQexTus-
HOCTH JIIOMHHO(DOPOB, CIIOCOOHBIX IIPEOOPA3OBHI-
Batb UK-usnyuenne B 60s1ee KOPOTKOBOIHOBOE (Ha-
MpUMED, BUAUMBIA CBET), PelraeTcs q00aBIeHreM K
OCHOBHOMY JIIOMHHecnupyomemy uory (Y2*) Bropo-
ro (Yb3*), KOTOpBI# BHICTYyIIAET B POJIK CEHCHOUIIN-
3aropa u crocobcTByet 6osree a(phpeKTHBHOMY TIepe-
HOCY SHEPTHH BO30YKISHUSI HA JTIOMUHECITUPYIOIHH
roH. B KauecTBe TIOMUHECIIMPYIOIIETO areHTa Jalie
BCEro UCIoab3yoT noubl Erd* m Tm3* [10, 11].

Kepamura Buga Y; ,Yb,NbO, nmpencrasuser co-
601 MOHO3aMeIeHHBIH mapaHuobaT UTTPUA H MO-
JKET BBICTYIIATh B KAYECTBE MATPHIIBI [JIA ITOIyde-
HUS al-KOHBEPCHOHHBIX JIOMHHO(OpPOB. B Taxmx
MaTepHuaaax BajkeH KOHTPOIb XUMUYECKOTO COCTaBa
B YACTHU COMEP:KAHWS OCHOBHOTO KOMIIOHEHTA W
cootHomtenus gounautoB [12]. Ilocremenmoe ycmosx-
HEHFe COCTaBa C IOMyYeHWEM CPEeIHEeIHTPOMUIHOMH
(Tpu pasubix P39) v BHICOKOIHTPOMUUHON KEPAMUK
TpebyeT 0co60T0 KOHTPOISA Ha KAKIOH CTaIUH
yenoxuenus ucxoxuoro okcuna (YsNbO;) u paspa-
OOTKM METOIUK OIpeneIeHNud XUMUIECKOTO COCTaBa
KepaMHWKH TIPU COBMECTHOM IIPUCYTCTBUU B HEU He-
cronbKux P39.

Hecmotps Ha nepcreKTHBHOCTH IPOMBIIILIEHHO-
ro ucnonb3oBanusa BOK, B mureparype mpeacrasie-
HO JOBOJILHO MaJi0 WH(OPMAIMK M0 3JIEMEHTHOMY

aHamm3y 3Tux MarepuanoB. OOBIYHO AJIS STOH I[eIH
WCIIONB3YIOT  SHEPTOJUCIIEPCHOHHBIA  PEHTTEeHO-
dyopecrenTubrit ananus (A[C-POA) B coueranun
CO CKaHUPYIOIIEH JJIEKTPOHHOU MHUKPOCKOIHEHN
(COM) s OLIEHKH OIHOPOAHOCTU PACIIPENeIeHUA
anemeHTOB [3 — 5, 13 — 16]. B 6onbiuHCTBE CityyaeB
STHUM METOJOM TIPOBOJAT KAYECTBEHHBIN aHanus 6e3
YCTaHOBJIEHUA KOJIMIECTBEHHOTO COCTaBa MPOOHI (3a
HeboabuM uckIioueHueM [17]). Mcmonbsyior Tak-
sK€ MEeTOJ PeHTTeHOBCKOH (POTO3JIEKTPOHHOM CIIeK-
tpockonuu (P®IC) mma mopreep:xaenus gopm Ha-
XO¥IeHus piaeMeHToB [16] u uxX cpaBHEHHA 10 U
niociie npokanuBauus [18]. Meron aTomHO-3MuCCH-
OHHOH CIIEKTPOMETPHUU C HHAYKTHUBHO-CBA3aHHOU
wrasmout (ADC-HCII) [19] npumensioT mas moj-
TBep:KIeHus ocHOBHOro cocrasa BOK [15, 20], a
Takxke omnpenmeneHnus mpumeceii [15]. B mureparype
YIIOMHUHAETCS WCIOJIb30BAHNE BOJIHOAMCIEPCHOHHO-
ro peurreroduryopeciieHTHoro ananusa (BI[-P®A),
OIHAKO METOMMKA W pesyibrarbl ananmusa BIOK me
npusenens! [19]. Mcxona us mycTs U HEOONBIIIOTO,
HO TIOKa3aTeIbHOTO KOJIMYECTBA IyOIUKAIIUA, MOK-
HO C/ielaTh BBIBOJ, YTO CYyIIEeCTByeT mpobiema wuc-
monb3oBanusa A aHamusa BOK meromos, BEiIO-
yamolmux nepeseieHne mMpod B pactBop. B cBasu c
arum miad ananusa BOK memecoobpasHo mprmene-
HHEe MeTofa, 00JIafaioIero TOYHOCThIO, IITHPOKAM
IUaIla30HOM OIpPeNeNIsdeMbIX COMEpPIKAaHUM, HKC-
MIPECCHOCTHIO U He TPeOYIoIIero pacTBOpeHus mpoo.
Takuvu xapaxrepucTUKaMu 00amaeT METO] PEHT-
remodiyopectieHTHOro ananmusa (POA).

Onuarxo PPA, kax u 110001 aHATUTHYECKAH Me-
TOJ, UMEeT OTPaHUYeHHd: B MEPBYI0 OYepedb, 5TO
HAJIOKEHUE CIEeKTPATBHBIX JUHUM AHAJIUTOB IPYT
Ha apyra. OcobeHHO ocTpo 3Ta IpobdieMa BhIpaKeHa
IIPH aHaJIu3e MaTepuayoB Ha ocHoBe P39 [21, 22],
[I09TOMY IIPOBOAAT MOJPOOHBIN AHATH3 IOIydae-
MBIX CIIEKTPOB JIJII BBIOOpA YCIOBUM MPOBEIEHHUA
SKCIIEPUMEHTa M CIocoba ydeTa CIeKTPAIbHOTO
domua.

P®A ¢ meromom ¢yHIaMEHTATHHBIX IIapaMeT-
poB (M®II) mo3BongeT HKCIPECCHO MOIYYUTH IIPES-
BapHUTeIbHbIE MaHHBIE 00 SIEMEHTHOM COCTaBe HC-
cremyeMoi mpoObl [23 — 25], a TakmKe KOHTPOJIH-
poBath cocraB BOK Ha pasHbIX sTamax TeXHOJOTH-
yeckoro mporpecca. [lmsa ompemenenus Koaude-
crBeHHOTO cocraBa BOK meobxommmo mocrpoeHue
IPaJyupPOBOYHOM 3aBUCHUMOCTH, OTHAKO CTAHIAPT-
HBIX 06pA3I0B U TPAIyUPOBOYHBIX CEPHIl 00pasIioB
cpaBuenus BOK me cymecrsyer, uto Tpefyer ux us-
TOTOBJIEHUS U ATTECTAIUH.

Ilenp Hacrosiei paboTsel — paspaboTKa ABYX-
CTaMUUHON METOAUKH PEHTTEHO(IYOPECIIEHTHOTO
aHamM3a KepamudeckKux marepuanoB Ys . Yb,NbO;,
rne x=0-3, M OPOMEKYTOYHBIX COETUHEHUH
CHHTE3a, BKJIIOYAKIIEr0 WX IPEJBAPUTEIHHYIO
uneHTuuEanuo ¢ ucrnonbdopanuem MPII u komru-
YECTBEHHBIN aHAIN3 C MIOCTPOEHHEM TPaLyHpPOBOU-
HOU 3aBUCUMOCTH.
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Puc. 1. Usobpaxenne mukpopenbeda MOBEPXHOCTH, XapaK-
TepHOEe JIJI yYacTKa 00pasiia, MOIyJ4eHHOTO Ha IPOMEeKyTOU-
HOM 9Tare cuHTesa (@), ¥ KepaMudeckoro marepuasna (6) co-
crasa Y, ;Yb, sNbO; (yBenuaenue X 13 900)

Fig. 1. Image of the surface microrelief characteristic of the
sample section obtained at the intermediate stage of synthe-
sis (@) and ceramic material () Y,;Yb,;NbO, (magnifica-
tion x13,900)

JKCIIEPHMEHTAIBLHAA 9aCTh

Annapamypa. s anannsa KepaMUIeCKHUX Ma-
TEPUANOB WCIOJIB30BAIN PEHTTeHO(IYOPECIeHT-
HBIH CIEKTPOMETP € AUCIEPCHEH M0 AJWHAM BOJH
«Criexrpockan Marxc-GVM» (000 «HIIO Croek-
tpon», r.Caukr-Iletepbypr, P®), mossomarommit
ornpenenaTh kourentparuu ot 1074 go 100 % wmace.
anemenToB ot Na g0 U. Mcrounukom BO3OY:KIeHUS
XapaKTepPUCTUIECKOTO H3JIYIEHUs CIY:KUIa PEeHT-
TeHOBCKaA TPyOKa ¢ OepU/IMEBBIM OKHOM TOJIIIIH-
HOM 12 MKM ¥ HaJIafiHeBBIM AHOIOM MOIIHOCTBIO
160 Bt ¢ 60xoBBIM BhIxOmOM m3myuenus, U = 20 —
40 kB, I = 0,5 - 3,5 MA. Yron maseHus U3JIyYEHUS
MESKIy PEHTTeHOBCKOM TPyOKOi U mpoboii cocTaBiis-
et 55° yrox orbopa (orpamxenus) — 40°. Cuerrpo-
MeTp OCHAIIEH YeThIPbMS aBTOMATHYECKH CMeHse-
MBIMH KpHCTaIIaMH-aHaIu3aTopamu (propuaa u-
tua LiF200, mearaspurpunon PET, 6udrarar py-
6unua RbAP, rpadur C002), rorrnomerpoM, IByXKa-
MEepHBIM MPOTIOPI[HOHATEHBIM ZIETEKTOPOM
U3Iy4eHUA ¢ JBOMHOU CHCTEMON OTpaKeHUd U aBTO-
MaTU3UPOBAHHBIM MHOTOIO3UIIHOHHBIM IIPO6OTIO-
JATINKOM C BO3MOKHOCTBIO BPAI[EHHUA TTPOOBL.

Il 06paboTKH MOMyYEHHBIX CIIEKTPOB KUCITONb-
30Baii  mporpammHOe obecrneuenune  «CrexTp-
Kgrant», B yactHoctu, mporpammsr «Meton dyHzaa-
MEHTaThHBIX IapaMeTpoB» u «['pagyupoBanue mpo-
IyKTa».

Hccnedyemuvie obpasyvt. B rauecrBe 00BHEKTOB
WCCIIEJIOBAHUS BBICTYIIAIM 00pasibl KepaMHUKH
Y3_ beNbO7, rae x=0-3 (Y275Yb075NbO7,
Y2YbNbO7, Y1,5Yb1,5NbO7, YszNbO7), a TakKmxe CO-
eIUHEHUs, TIOIyYeHHbIe HA IIPOMEKYTOYHOM DHTAIlle
CHHTEe3a TI0CJIe COOCAKICHHUS TUAPOKCHIOB HHOOUS
u P39 ¢ mocienyomuM BHICYIIHBAHUEM IIOJIy4Y€H-
HBIX OCAIKOB.

IIpedsapumenvroe ucciedo8anue NOPOULKOS
MemodoM CKaHupyouwei daeKmpPOHHOU MUKDO-
ckonuu. Wccnenyembie o6pasisl mapaHuob6aTos, a
TaKKe IMIPOMEKYTOYHbIE COeUHEHU IPECTABIIIIOT

c000if BBICOKOMCIIEPCHBIE ITOPOIIKU. KpymHOCTb
qacTuIl 00pasioB ycranapmusaiau merogom COM c
WCIIOIb30BAHUEM CKAHUPYIOIETO B3JIeKTPOHHOTO
mukpockona Tescan Amber GMH (Tescan, Yexwus)
C YJIBTPaBBICOKMM pasperenueM. B pesyabrare
MPEIBAPUTENBHBIX  HAOIIOMEHWH  OIpereseHbI
y4acTKH, Haubogee IMMONHO XapaKTepU3YIOIHe 0COo-
OeHHOCTH MHKpopenbeda I[MOBEPXHOCTH 3€peH
uccrenyeMbix o6pasmoB. Ilocme ycraHoBku mpu-
e€MJIEMBIX KOHTPACTHOCTH W SPKOCTH HM300paKeHUs
dororpacdpuposanu. Murpodororpadun obpasia
Y, 5Yb, ;NbO; npexncrasnens: Ha puc. 1. YcraHnose-
HO, YTO OCTaJbHbIE 00pa3I[bl MMEIT KPYIIHOCTD,
AHAJIOTUYHYIO TAHHOMH mpobe.

OcHOBHOI (ppariuell IPOMEKYTOYHOTO COEIH-
HEHW [PU CHHTEe3e MapaHrno6aToB ABJISIUCH YACTH-
bl Kybuueckoi dopmbr pasmepom go 200 um. Jlas
CIIEUYEeHHBIX 00PA3I[0B KepaMUKN HaAGI0AAI0TC Jac-
THITBI pasMepoM 10 1 — 2 MKM, coOpaHHbIE B aroMe-
pater pasmepom mo 10 — 15 mrm. Ha moepxHOCTH
TIOPOIIKA BUAHBI 60Jiee MeKKe BKIIOYEHUS C pasMe-
pom 3epHa Menee 1 MmEMm. MaTepuan mocTaTodHO XO-
POIIIO TIepeMeIriaH.

IIpobonodzomosra. [ n3roroBieHus TabIeTOK-
uU3IydaTeae uCIoIb30BaIN 1a00PATOPHbIHN THIPAB-
muuaeckuit mpecc I1JIT-12 (Lab Tools, r. Caukr-Ile-
Tepbypr, Poccus). [IpenBapureibHO H3rOTABIUBAIN
MIOITIOKKY W3 GOPHOM KUCIOTHI (IaBiieHue He Goiee
10 6ap = 106 I1a), a 3aTem Ha Hee IMOMELIAIN IIOPO-
mok 1mpobsr maccoit 0,43 + 0,01 m mpeccoBam.
Cremuiu 3a TeM, 4TOOBI JaBJIEHWE He IPEBBINIAJIO0
160 6ap = 1,6 - 107 I1a. Ilpu npeBbllieHUn yCUIHUS
KPUTUYIECKHU YBEIUIHUBAIACH XPYIIKOCTh TAOIETKH, U
CJIeIoBAJIO ee paspylleHue.

Ananus cnekmpanvuvix Hasoncernuil. Oqaum us
HanboJjiee BaKHBIX IApPaMeTPOB IIPH BbIOOPE YCIIO-
puii POA asnderca BbIOOD aHATUTUIECKUX JTUHHUHU.
Ananus mpob ¢ HeCKOAbKUMHU P39 0CIoKHEH CIek-
TpaJbHBIMU HAJIOKEHUAMH (pHc. 2).

OCHOBHBIMH KPUTEPUAMH BbIOOpA aHAIUTHYE-
CKUX JIUHUM OBUTH OTCYTCTBUE CIEKTPATbHBIX HAJO-
JKEHUHM JHUHUA MATPUYHBIX KOMIIOHEHTOB, B3aWUM-
HBIX MEJK3JIeMEHTHBIX BIUAHUU, BO3MOKHOCTH HX
paspeliienus, a Takke ydera (poHA B OKPECTHOCTH
aHATUTUYECKUX JINHUHU.

Cuexrpomerp «Craexrpockan Make-GVM» ocHa-
meH 4 KpucTajiaMHu-aHAIN3aTOPaMu C IByMs IIO-
pankavu orpaxenus (LiF200, RbAP, PET, C002) c
Pa3IUYHLIMA 3HAYEHUWSIMH MEKIIIOCKOCTHBIX pac-
CTOSTHUH, YTO ITO3BOJIIET ONTUMHU3UPOBATE YCIOBUS
9JIEMEHTOOTIPEIeJIEHNU B PA3IUYHBIX [AMANIA30HAX
IITUH BOJIH.

JIlna BeIOOpa aHAIUTHYECKUX JIMHUH MCIIOIBH30-
BaJM aTJacC CIEKTPATbHBIX JUHUM, 3aT0KEHHBIA B
mporpaMMHoe obecriedeHre npudbopa.

O6bryno mpu mposeniennn POA mpennourenue
0TJaeTcsa KPUCTAIILY, KOTOPBIH IO3BOJISIET PETUCT-
pUpoBaTh NWHUN Hamboiee MHTEHCUBHON K-cepuw,
3a HUCKIIOYEHHEM CJIydJaeB, KOTJa OHU HCKaKeHbI
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BCJIE[ICTBHE PA3IUYHBIX 3PQEKTOB M HE MOIXOMSIT
I TIpOBeleHHs aHanu3a. B KadecTBe xapakre-
PUCTHYECKUX BBIOMPAIH IIPEUMYIIECTBEHHO O HJIH
B-musum B 1-M wam 2-M TOPSAAKAX OTPAKEHUA.
Opmako npu omnpenenenuu O0osbiwHCcTBa P39 (Ha-
IpUMep, UTTEepOUs) H3MEpeHUud aHATUTHIECKOTO
curHasia Ha guHuu K-cepuu mpoBecTH HEBO3MOKHO,
TaK Kak A7 BO30Y:KIeHUI TAKUX TIKEIBIX dIeMEeH-
TOB TpebyioTcsd O4YeHb BBICOKHEe sHepruu. [losromy
ompenenenre P3O BO3MOKHO TONBKO II0 JIMHUIM
L-cepun.

OcHoBHBIE CIIEKTPATbHBIE HANOKEHUS aHATIUTH-
YeCKHUX JUHHUU JJIs HCCIeAyeMbIX 00pasIiioB IIpen-
crasjeHbl B Ta0. 1.

W3 mpejcraBieHHBIX AAHHBIX MOKHO CHETIATH
BBIBOJI, UTO JIJIs1 OIIPE/IeNIEHHS UTTPHUS Iiesecoobpas-
HO BBIOpaTh MuHUI YKO HA KpHUCTalIe-aHAIN3aTO-
pe LiF200(1) (3mech u manee B cKOOKax 0003HAYEH
mopsagok orpaskenuit). Jluumm YKa u YKP Ha
LiF200(2) momBep:skeHbI CIIEKTPATHLHBIM HAJIOKEHU-
aM oT Yb (IIpoHHEKAIOIHe ¢ MePBOro MOPAIKA OTpa-
skeausi) u Nb. Ilpu BeiGope mexny aunuavu K- u
L-cepuii aydiie oTaaTh npeanourenue K-cepuu, mo-
9TOMY CIIeKTpasbHble JuHnN Ha Kpuctaaie PET me
3a7elCTBOBAHbI B aHAIHU3e.

s wrrepOust BhiOpaHna auHudg YbLa; Ha Kpu-
craure-ananusaropa C002 kak HanbojIee HHTEHCHUB-
Has U3 TUHUH 6e3 CIIeKTPAIbHBIX HHTEPMEPEHITHH.

Ilna ompenenenuss HHOOHUA TPEAOYTHTEIHHEE
BeIOupaTh aunnio K-cepuu Ha LiF200(2): mockoms-

Ky Ha Ka naknageisaerca YK, 11 ananusa Beibpa-
ua muans NbKp.

1AW —

——— Y, Yb,NbO; 3
— Nb,Oy - ks
120000 - — Y263 :

Yb,0,
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Puc. 2. Hanoxenuss aHanuTWuecKux JHUHWUU B mpodax
Y; . Yb NbO; (xpucrann-ananusarop LiF200 (2))

Fig. 2. Overlapping of analytical lines in Y5 , Yb,NbO, sam-
ples (LiF200 (2) crystal-analyzer)

B Tabn. 2 mpuBeneHsl BHIOpAHHBIE aHATUTHYE-
CKUe JIMHUHU, CBOOOJHBIE OT CHEKTPATBHBIX HATOMKe-
HUH.

Buwibop ycnosuii nposedenus PPA. Usmepsiiu
CKOPOCTh CYeTa WHTEHCHBHOCTH BBIODAHHBIX AHA-
JUTUYECKUX JHUHUA TPH HANPIKEHWW HaA aHoje
peutrenoBckoit TpyOku 40 kB. Bemwumna Toka Ha-
OPAMYIO OIpefeaseT WHTEHCHBHOCTh W3JIyIeHUsd,
perucrpupyemoro aerexkropom. Cuiay ToKa peHT-
TeHOBCKOU TPYOKM yCTAHABIWBAIU B 3aBUCHMOCTHU
OT COJIeP/KAHUA OIPeleIAeMbIX DIIEMEHTOB U NHTEH-

Taﬁﬂnna 1. OcHoBHEbIE CIIEKTPaJIbHbIC HAJIOKECHUI aHATUTHICCKUX JTUHUAN

Table 1. Main spectral overlaps of analytical lines

AHaHHTH‘IeCKaH HOpﬂI[OK KpI/ICTaJIJI- ITonoxenue YTI0BO€ IIOJIOKEeHUEe BosmoxkHbIE HATOKEHU:
JMHUS OTPaKEHUs aHAIU3aTOoP JIVHUY, nuHmH 0, Tpaz. nuHEA/TON0NKeHHe, MA
YKa 1 LiF200 830,2 11,897 —
YKa 2 LiF200 830,2 24,350 YbLa (1)
YKp 2 LiF200 739,3 21,541 NbKa/747,7
YbLB, (1)
YLa 1 PET 6449,8 47,544 NbLI 6517,6
YLB, 1 PET 6212,3 45,286 —
YbLa, 1 LiF200 1672,0 24,532 YKa (2)
YbL, 1 LiF200 1475,7 21,497 YKB, (2)
NbKa (2)
YbLa, 2 C002 1672,0 29,901 —
YbL, 2 C002 1475,7 26,103 —
NbKa 2 LiF200 747,17 21,799 YKP/739,3
YbL, (1)
NbKp 2 LiF200 664,2 19,261 —
NbLB, 1 C002 54925 54,965 —
NbLa 1 PET 5725,2 40,913 —
NbLB, 1 PET 5492,5 38,924 —
NbLI 1 PET 6517,6 48,206 YLa/6449,8
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CHBHOCTU AHAJTUTHYECKOH JWHUHU B JUAIIA30HE OT
0,1 1o 3,5 MA.

g mpenoTBpaleHusa Ieperpysku AeTeKTopa u
BBIXO/Ia CIIEKTPOMETPA M3 CTPOA IIPU OIPeesIeHun
MAaTPUYHBIX KOMIIOHEHTOB HCIIOJIb30BAIN TOK BOJIH-
31 HUKHEU TPaHUIbI AuarasoHa. MOIHOCTh PeHT-
reHOBCKOH TpyOKM He mpesbimana 160 Br — sTo
KpUTHYECKAas BeJIWYWHA [JIi COXpaHeHus paboro-
CIT0COOHOCTH CIIEKTPOMETpA.

Bpemsa skcmosuiuu ycraHaBIWBAIH B 3aBUCH-
MOCTH OT BbIOPAHHOM CHJIBI TOKA PEHTTEHOB-
CKOH TPYOKH IIPH YCJIOBHU BBIMTOJTHEHHS COOTHOIIIE-
HUS |[MHTEHCHUBHOCTL JUHHH| X [srcmosurmsa] <
< 300000 umm. [26] Bo m3be:xaHue IEePErpysKu me-
texkropa. OTMeueHO, YTO YPE3MEPHO BBICOKAS WH-
TEHCUBHOCTh JHUHUN MATPUYHBIX DJIEMEHTOB H3-3a
MIPOCYETOB 3ATPYMHAET CTATUCTHYECKYIO 00PaOOTKY
pe3yIbTaTOB U3MEPEHUH U, COOTBETCTBEHHO, YBEIH-
YUBaeT IPUOOPHYIO COCTABIIIOIIYIO ITOTPEIITHOCTH.

IIpu BBIOOpPE BpeMeHU SKCIIO3UI[AUA PYKOBOJ-
CTBOBAJIMCH CJIEAYIOIAM IIPABUJIOM: €CJIH HHTEH-
CHBHOCTH JIWHUHN HaxoauTcd B auamnaszoHe ot 10000
mo 30000 umIr/c, TO TOK He MEHSETCI W BpeMs SKC-
mo3utuu cocrasiiaeT ot 20 mo 30 ¢; ecnu HHTEHCUB-
HOocTh <10 000 mMmIT/C, TOK yBEIMYMBAETCS U BPEMs
SKCIIO3UIIMH BhIOMparoT B guanasone 50 — 60 c; eciu
nHTeHCUBHOCTH > 30 000 mMI/C, TOK yMEHBIIIAETCH,
Bpems skcmosuriuu — 10 ¢; eciu WHTEHCHBHOCTH
<500 umIr/c, TOK yBeIWYHBAETCS, BpPeMs ODKCIIO3H-
muu cocrasisger 100 — 200 c.

Bce BriOpaHHble yCIOBHS aHAIM3a IIPEICTABIIE-
HBI B TabJI. 2.

Yuem ¢hona 66aU3U AHAAUMUYUECKUX AUHUIL.
B uccnenyembix kepaMudeckux o0pasiax mapaHuo-
6aTOB KOHTPOJHPOBAIM COJEPIKAHKE OCHOBHBIX
KOMIIOHEHTOB, JJI KOTOPBLIX BiIHMsAHHE (PoHA Oymer
HesHauuTeabHbIM. OTHAKO IJI IIOCTPOSHUS TPALLY -
POBOYHBIX 3aBHCHMOCTEH ydeT (POHA HEOOXOIHM.
Bouto usyueno asa cmocoba yuera poHA — IO XO-
JIoCTOM mpobe u mo AByM TOYKaM. B KadecrBe Xo-
JIOCTBIX MCIIOJH30BATH 00Pa3Iiibl, B KOTOPHIX OTCYT-
CTBOBaJ AHAIWT, a JJId HUOOUI — CMeCh OKCHIOB
P39. MunumansHad MOrperrHocTh II0AyYeHHBIX pe-
3yJbTATOB yCTAHOBJEHA C IIONPABKOM HA (POH IO
nByMm Toukam. IIpu mcronssopanuu M®PII 66110 m0-
CTATOYHO aBTOMATHYECKOTO yueTa (poHA.

IIposedenue PPA-MPII kepamuru euda
Y, Yb.NbO,. C ucnonb3zoBaHueM MeTona QyHAa-
MEHTaJIILHBIX IapaMeTPOB OBbLT IPOBE/IEH aHATu3 00-

pasnos Y2’5Yb0’5NbO7, Y2YbNbO7, Y1,5Yb1,5NbO7,
YYby,NbO;. Bemonusanu mo Tpu napanienbHbIX OIl-
penenenusa oA KasKI0U IpPoObl B YCIOBHUAX, IIPUBE-
neunbix B Ta61. 3. CrpeccoBanHbie TAOIETKH IIOMeE-
[IaJy B aJIIOMUHHUEBYIO 000HMy (KacceTy) ¢ quamer-
pom orBepctusi 15 mm. Bee o6pasiier ananusuposa-
JIY C BBIBOJIOM M3-TI0/1 O0JIyUeHHs He MeHee ABYX pas
B YCJIOBHUAX IIOBTOPSIEMOCTH.

IIposedenue PPA ¢ nocmpoeruem 2padyuposou-
HOU 3a8ucumocmu. [ KOIUIeCTBEHHOTO aHAIN3a
obpasios  mapanmobaroB Y5, Yb,NbO,,  rme
x =0-3, ¥ IPOMEKYTOUHBIX MPOAYKTOB CHHTE3a
HEe00XOUMO TOCTPOEHUE TPAIYyUPOBOYHBIX 3aBHUCH-
Mmocreii. [Ipo6riema oTcyTcTBUA CTAaHAAPTHBIX 00pa3-
oB BOK 6bina peritena m3roToBieHueM cepuu 00-
pasIoB cpaBHEHHUA (IHAMA30H COJEP:KAHUIN aHAJH-
ToB — 3,16 — 56,55 % Mmace. Y, 8,78 — 71,70 % macc.
Yb, 12,83 - 19,70 % macc. Nb). Baxuo oTMeTwTsh,
YTO CHHTE3 00paslloB CPABHEHWSI AHAIOTUYEH CHUH-
Te3y UCCIeAyeMbIX KepaMudecKux 00pasiioB: obpar-
HOe OCaKJeHNe B aMMHAYHOM BOJHOM pPaCTBOpE
(BomHBIE PACTBOPHI HUTPATOB HUTTPHUA U UTTEpOU,
CIIUPTOBOI pacTBop xiaopuaa Huobust). [loayuennyio
CMeCh THIPOKCHIOB METaJIOB IeHTPU(YTHPOBAIIH,
eicymuBanu npu 115 °C (mpomesxyTodHOoe coemu-
Henwue), a gamee npokanausBaiu npu 1500 °C B Teue-
Hue 16 4 (KOHEYHBIH MPOIYKT).

P®A mpoBogunu B pe:xmMax, MPUBEIEHHBIX B
Tabi. 3, ¢ yBenuueHueM BpeMmeHnu sKcrosunmu (40 c
IUIT BCEX BJIEMEHTOB) /i HAKOILUIEHWS CHTHAJA.
IIpu mocTpoeHMw TPALYyHUPOBOYHON 3aBUCUMOCTH
IUIST KasKIOTO HIIEMEHTA IapaMeTpbl PErpecCHOHHOMN
MOEeTH BHIOMPATH C YIEeTOM KOMIEHCAIIMH (DOHA U
MeIKDIEeMEeHTHBIX BiusHuil. B mogenu nna urrepbus
MPUCYTCTBYIOT Cjaraemble, IIPOIOPIIMOHAILHbBIE
IIPOU3BEICHUIM I(YbLa,) - IINbKa) u
I(YbLa,) - I(YKa); B ciyuae UTTPUS YITEHO BIIHS-
ure NbKa Ha aHanutudeckyo auauio YKa.

OO6cy:xneHue pes3yabTaTOB

Pesyavmamuvr POA-M®PII. Pesynbrars! onpese-
JIEHUS BJIEMEHTOB B IPOMEKYTOYHBIX COETUHEHHUIX
(BBICYIIIEHHOM CMecH THAPOKCHAOB) M B IIPOKAJIEH-
HBIX TIPH BBICOKOM TeMIleparype KOHEUHBIX MPOIYK-
Tax coctaBa Ys_, Yb,NbO; mpencrasnens: B Tabm. 3.
ITosyuenubie pesyabTaThbl COMOCTABIAIN C PacyeT-
HBIMU COJIEPKAHUSIMHU BJIEMEHTOB B IMPO6AX CTEXHO-
MEeTPHUYECKOTOo cocTaBa (6e3 yueTa KHCIOpoaa).

Ta6auna 2. BribpanHbie aHATHTHIECKHE JIUHAN DIEMEHTOB U yCI0BUsA npoBenerus POA

Table 2. Selected analytical lines and experimental conditions of XRF

DteMenT Ananuruyeckas Jauna Kpucramnn- ITopanmox Bpema Tox Tpy6icu, MA
JIUHAA BOJIHBI, aHAIU3ATOP OTpasKeHHT 9KCIIO3HUIIHH, C
Y Ka 830,2 LiF200 1 10 0,1
Yb La 1672,0 C002 2 10 0,5
Nb KB 664,2 LiF200 2 30 3,5
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PesynbraThl, moiy4eHHBIE C HCIIOIb30BaHHEM
M®II, noBONILHO OMHM3KH K OKHUIAEMOMY COCTABY.
Crenyer ormerutb, uto POA-MPII nemnecoobpasuo
WCIIOJIb30BATh JJIA HUIEHTU(PUKAIMU U TIOJIYKOJIH-
YECTBEHHOTO AaHa/IW3a IPU YCTAHOBJIEHUU IPEJ-
BapUTEIBLHOTO COCTABA KEPAMWKH, COJEPIKAIIeH
P39. lns onpeseneHus KOTUYECTBEHHOTO COCTABA
BOK Heo0xoguMo IIOCTpOEHHE TIPagyHpPOBOYHBIX
3aBUCUMOCTEH.

Pesyavmamer PPA ¢ nocmpoenuem zpadyu-
posouroil 3asucumocmu. B Taba. 4 mpencraBieHbI
pesynbTarsl onpenenenusd Y, Yb u Nb B mpome:xy-
TOYHBIX COEIUHEHUAX U KEPAMUIECKHUX 06pasIax mo
[IOCTPOEHHBIM IPALyUPOBOYHBIM 3aBHCUMOCTSIM.

Jlna OleHKM TPaBUIBHOCTH OIpENeIeHus u

IIOCTPOEHHUSA  TIPASyHPOBOYHBIX  3aBHCHMOCTEH
HCIIOTb30BATIM CEPHI0 pealbHBIX Ipob cocrasa
Y, 5Yb, ;NbO-, Y,YbNbO,, Y, 5Yb, sNbO,,

YYb,NbO,; Kak HUTOrOBBIX, TAK U IPOMEKYTOIHBIX
coeVHEeHU.

IIpu oreHKe IPEIU3UOHHOCTH B YCIOBHUAX IIO-
BTOPSIEMOCTH [JIT KAMKIOTO 3HAYEHWS KOHIIEHTpa-
nu¥ ObLIM PACCYMTAHBI OTHOCHTEIHHOE CTaHIaPT-
Hoe (cpemHeKBazpaTuyeckoe) oTkiIoHeHme RSD u
nmoBepuTenbHbId uaTepBaT +A (P = 95 %).

[IpaBunbHOCTH  OmpenmeaeHus  KOMIIOHEHTOB
BOK onenuBanu, cpaBHUBAA MOJIYYEHHBIE PE3YIIhb-
TaThl POA peaabHBIX 06pa3IoB ¢ JaHHBIMHA HE3aBU-
cumoro merozna (AJC-HCII). B kauecTBe KOHTPOIIB-
HBIX OTIOPHBIX 3HAYEHWH TAKMKe WCIIOJIb30BAIHA Pac-
YeTHbIE 3HAYEHUA COAEPIKaHUM.

Kaxk BumHO, M3 mIpeicTaBIEHHBIX JAHHBIX, MEK-
Iy pesyJabraraMu, noaydeHHbIMH MeTomamu PPA u
HCII-A9C ner sHauumbix pasauuuii. OTHOCHUTENb-
Has IOTPEIITHOCTD MOIyYeHHbIX pe3yabraToB PDA c
ITOCTPOGHUEM TPafyHPOBOYHON 3aBHCHMOCTH He
rpesbimana 0,9 % mna Y, 1,2 % nna Yb u 1,6 % nus
Nb. IIpeanoxennnie criocoObI TOATOTOBKH 00Pa3I[oB
CpPaBHEHUS W TOCTPOEHUS TPATUPOBOYHBIX 3aBUCH-

Mocrel aus ananusa BOK mospomsdioT omnpemensTsb
OCHOBHBIE KOMIIOHEHTBI B 00pasiiax CIOKHOTO CO-
CTaBa ¢ JOCTATOYHOM TOYHOCTHIO U IIPHUEMJIEMON IJIsd
HOCTaBJIEHHOI;JI 3agauun lIyBCTBI/ITeJI]':yHOCT:bIO.

3axarogeHue

Ha ocnoBe mpoBeseHHBIX HcCIeOBaHUM paspa-
f6oTaHa [AByXCTaAWIHAA METOJUKA PEHTTEHOCIIEK-
TpaJbHOrO aHamwsa mapanuobaroB P39 cocrasa
Y;_ . Yb,NbO,, rne x = 0 — 3. HccnenoBana BO3MOMK-
HocTh mpuMeHenua M®PII gna amanusa xKepamwuue-
CcKux 06pasros, comep:kamux P39, u BEIOpaHBI yC-
moBua mpoBemenus PPA (crmekrpanbHble JTUHUH,
CHJIA TOKA PEHTTeHOBCKOW TPYOKH, BpeMs DKCIIO3H-
nuv). Paspaboranbl M CHHTE3UPOBAHBI 00PA3IIBI
CpaBHEHWUsI, C UCIIOIH30BAHNEM KOTOPHIX TOCTPOEHBI
rPafyHpPOBOYHbBIE 3aBUCHUMOCTH I PEHTTEHO(IIYO-
PECIIEHTHOTO OIpe/ieIeHHsI KOMITIOHEHTOB IapaHuo-
6aToB B IIIMPOKOM JUAIla30He KOHIeHTparwi (3,16 —
56,55 % macc. Y; 8,78 — 71,70 % macc. Yb; 12,83 -
19,70 % macc. Nb). OtHocuTenbHOE CTaHIAPTHOE
OTEJIOHeHue He npeBbImano 0,66 %, oTHocuTeIbHAA
MIOTPENTHOCTh cocTaBmiaa He 6omee 1,63 %. B nann-
HeM11eM TIAaHUPYIOTCS Peaau3anus JaHHOTO T0IX0-
Ia I aHadu3a KepaMHYecKux mapaHunobatoB 60-
see cioxkHOrO cocraea (3 —5 P39), a Takixe paspa-
00TKA U aTTecTallusa CTAaHAAPTHLIX o0pasmos BOK.

duHaHCHpPOBaHUE

HccnemoBanus BBIIOIHEHBI 3a cueT rpadTa Poc-
cuiickoro HaydHoro Qouzga (mpoekr Ne20-13-
00180-I1) ¢ ucmombpszoBanrem obopymoBanus L[KII
®MU NOHX PAH.
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