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Omnucana MeToqUKa OIpeeIeHNA allOMUHNA, radHUA, jKele3a, UTTPUA, KalIbIHd, MATHUI U
TATAHA B IUOKCHAE LMPKOHUS, CTAOHUIM3HPOBAHHOM OKCHIOM WTTPHA, METOIOM AaTOM-
HO-3MHCCHOHHOM CIIEKTPOMETPHH C UHAYKTHUBHO-CBA3aHHOM 11asMoi (ADC-HUCII). Usyuensr
YCIIOBHS PA3JIOMKEHIS ABYX MOTUMUKAIIVIA aHAIU3UPYEMOTO MaTePHAaIa — HEO00OKIKEeHHOTO U
IOBEPTHYTOr0 cTabmnusupyomemy oosxury. Haiineno, 4to He000KKEHHBIA UOKCH]T ITUPKO-
HUS XOPOIIIO PACTBOPSIETCS B CEPHOM KUCJIOTE, a IIEPeBEIeHNe B PACTBOP 000KIKEHHOr0 06pas-
112 BO3MOYKHO TOJIBKO IIPH CIUIABJIEHUHU C MHUPOCYIHL(ATOM WIH GH(TOPUIOM Kailusd, OJHAKO
pUMeHEeHNe STHUX PEeareHTOB IIPUBOJUT K BBHICOKMM 3HAYEHHAM MOIPABKYA KOHTPOJIBHOTO
OIIBITA JIJISI MEKPOIIpUMeceH (Ha yPOBHE JECATHIX U COTHIX f0ied %). B cBssu ¢ oTum usydmin
BO3MOJKHOCTD IT€PEBEIEHUsT 000IKEHHOr0 00pasia B PACTBOP CMECHI0 KHCIOT B YCIOBHAX
MUKPOBOJIHOBOTO PA3JIOKEHU, BapbUPyA KAUECTBEHHBIA U KOJMYECTBEHHBIH COCTAB CMECH,
TeMIIepaTypy IPOBENEHUs PEeaKlny, BPeMs JOCTHKEHUS M HOAJep:KaHus TpeOyeMou TeM-
neparyphbl. ¥ CTAHOBJIEHO, YTO PA3JIOKEHIe B CMECH (PTOPOBOIOPOAHOM U CepHO KucorT (2:1)
B MHKPOBOJIHOBOM CHCTEME IIPYU CTYIIEHYATOM HArpeBe PEAKIIMOHHON CMeCH 00eCIIeInBaEeT KO-
JIMYECTBEHHOE PACTBOPEHHe 000 KEHHOT0 00pasiia 1 J0CTATOYHO HIU3KKME 3HAYEHHUS II0IIPaB-
KM KOHTPOJIBHOTO OIIBITA IS MUKpOIpUMecei. AHATUTIYECKHe JIMHUY BHIOUPAIN C YIeTOM
WX OTHOCHUTEJIBHOU WHTEHCHUBHOCTH M BO3MOKHBIX CIEKTPATBHBIX HAJIOKEHWH JIUHAU Mart-
PUYHBIX 3JIEMEHTOB IIPH AHAJIM3€ MOIEIBHBIX PACTBOPOB, comep:anmmx 1,3 mr/em3 Zr,
0,2 mr/em3 Y m ot 0,2 mo 20 MEr/cM3 mpumeceit. B pesynbrare 6bUIM BHIOPAHBI CIIEAYIOLITE
anamutudeckue muaun: Al IT 167,079 um u Al T 308,215 mm; Ca II 184,006 M u 393,366 mMm;
Fe IT 238,204 um; Mg IT 279,553 um, Ti IT 334,941 um, Y IT 371,030 am u Hf IT 232,247 mwm.
Paspaborannas MeTopuka aHaiu3a IUOKCHAA IMPKOHHS, CTAOMIU3MPOBAHHOIO OKCHIOM
wurrpus, merogom AJC-UCII mossosiser oqHOBPEMEHHO OIpeNeNaTh ATIOMUHHUH, JKele3o,
MarHuii u ThTaH B muanasoHe comep:xammit 0,01 — 1,0 %, xambpmuin — 0,02 — 1,0 %, rad-
auit — 0,1 -5,0 % u urrpuit — 2,0 — 15 % ¢ OTHOCUTETHHBIM CTAHAAPTHLIM OTKJIOHEHUEM
6 — 30 % otu. (Al, Fe, Mg, Ti, Ca), 2 - 7 % ora. (Hg) u 2 — 4 % oru. (Y). IIpaBuibHOCTE METO-
JUKU [IOJITBEPIKIEHA METOIOM «BBEIEHO — HANUIEHO».

KiroueBble cIoBa: IUOKCH]I [IMPKOHS, CTA0MIM3HPOBAHHBIA OKCUIOM UTTPHS; MUKPOBOJI-
HOBasA IPOOOMOArOTOBKA; AaTOMHO-dMHUCCHOHHAS CIEKTPOMETPHUS C MHIYKTHBHO-CBSI3aHHON
mwrasmoi (ADC-HCII).
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A method of aluminum, hafnium, iron, yttrium, calcium, magnesium, and titanium determination in
yttria-stabilized zirconia (YSZ) by inductively coupled plasma atomic emission spectrometry (ICP-
AES) is described. Conditions for the decomposition of two modifications of the analyzed material —
unburned and subjected to stabilizing firing — were studied. It was found that the unburnt zirconia
dissolves well in sulfuric acid, and the conversion to the solution of the burnt sample is possible only
with fusion with potassium pyrosulfate or potassium bifluoride, but using of these reagents leads to
high values of the control experiment correction for trace impurities (at the level of tenths and hun-
dredths of a percent). In this connection, we studied the possibility of acid dissolution of a burnt sample
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under microwave decomposition, varying the qualitative and quantitative composition of the acid mix-
ture, the reaction temperature, the time to reach and to maintain the required temperature. It was
found that the decomposition in the mixture of hydrofluoric and sulfuric acids (2:1) in the microwave
system with stepwise heating of the reaction mixture ensures quantitative dissolution of the burnt
sample and sufficiently low values of the control experiment correction for microimpurities. The ana-
Iytical lines were chosen taking into account their relative intensity, possible spectral overlaps, and
the matrix effect in the analysis of model solutions containing 1.3 mg/cm3 Zr, 0.2 mg/cm3 Y and from
0.2 to 20 mg/cm?3 impurities. As a result, the following analytical lines were chosen: Al II 167.079 nm
and AlT 308.215 nm; Ca II 184.006 nm and 393.366 nm; Fe II 238.204 nm; Mg II 279.553 nm, TiII
334.941 nm, Y II 371.030 nm and Hf IT 232.247 nm. The developed method for the analysis of yttria-
stabilized zirconia (YSZ) by the ICP-AES allows simultaneously determining aluminum, iron, magne-
sium and titanium in the range of 0.01 - 1.0%, calcium — 0.02 - 1.0%, hafnium — 0.1 - 5.0% and
yttrium — 2.0 — 15% with a % rel. (Y). The correctness of the method is confirmed by the standard ad-
dition technique.

Keywords: zirconium dioxide, stabilized by yttrium dioxide; microwave sample preparation; Induc-
tively coupled plasma atomic emission spectroscopy (ICP-AES).

JIvokcu MUpKOHUS, CTa0UIN3UPOBAHHBIA OKCHIOM
UTTPHUdA, NPUMEHAIOT IIPU CO3JaHUU KOHCTPYKIIH-
OHHBIX MATEPHAJIOB, HHCTPYMEHTOB i1 00paboTKH
METaJJIOB JABJIEHHEM, B KAUeCTBE TEILIO3AIUTHBIX
MOKPBITUH IPH IUIA3MEHHOM HANBLIEHHH B IIPO-
W3BOJCTBE JEeTAIel W y3JI0B ra30TypPOMHHBIX IBH-
raTejemn.

Conepixanne OKCHOA HTTPUSI B CTAOHIM3HPO-
BaHHOM muOKcHue IupkoHud (oT 4 mo 17 %) peria-
MEHTHPOBaAHO B 3aBHCHMOCTH OT O6JIaCTI/I mmpuMme-
HEeHUsd, KpPoOMe TOro, JUMHUTHPOBAHO COIEpIKaHUe
okcuma raduwms (ot 0,1 1o 6,0 %) u IpUMECHBIX JJIe-
MEHTOB — QJIIOMHHMHI, Kejie3da, KaJbliud, Maromusa nu
turana (0,01 — 0,3 %) (TY 342-2000. [duokcusn 1up-
KOHMS IJI IIA3MEHHOTO HAIBUIEHWS IIOKPBITHIL
TY 344 — 2000. JJuokcua IUPKOHUA, CTAOHIN3UPO-
BaHHBIA OKcuaoM HTTpu:a). CylecTBymolue MeTo-
IUKW aHAIW3a MATEPHUAIOB HA OCHOBE IHUOKCHIA
IMPKOHUS, B YACTHOCTH, I[MPKOHHUHCOIEPIKAIINX
OTHEYIIOPOB, YCTAHABIUBAIOT KOMILIEKCOHOMETPH-
YyecKue, (poToMeTpHYecKHe M aTOMHO-a0COPOIIMOH-
HbIe METObl MHINBHUIYAIBHOTO OIPEIeIeHHI OKCH-
nmos amomunusa (ot 0,5 1o 30 %), xenesa (ot 0,01 mo
2,5 %), urtpusa (ot 5,0 o 25 %), xaneius (ot 0,1 Ko
35 %), maruus (ot 0,2 o 10 %) u Turana (ot 0,05 mo
3,0 %), 4To He MO3BOJIET OIHOBPEMEHHO OIIpe-
nenaTh nanuble npumecu [1 — 6]. Kpome Toro, uys-
CTBUTEJBbHOCTH JAHHBIX METOAUK HeJOoCTaTOYHAa OJIA
oIpejleIeHud mpuMecei allOMUHUA, KAJIBbIUA, Mar-
HHS ¥ TUTAHA HA TPeOyeMOM YPOBHE COIEeP:KaHMH —
or 0,01 - 0,02 %. Meromuka aTOMHO-3MHUCCHOHHOTO
aHa/IM3a, OCHOBAHHAS HA BO30Y:KIEHHHU CIIEKTpPA B
KOHIEHCUPOBAHHOM WCKpe WM Jyre IIOCTOSHHOTO
WU TIEPEMEHHOT0 TOKA U ero pororpaduiecKoi pe-
rucTpanuu [7], He UCHOAb3yeT B MOJHON Mepe BO3-
MOXHOCTH MHOT03JIEMEHTHOTO CIIEKTPAILHOTO METO-
a4 aHAIM3a, TaK KAK PaCIpoCTPaHAeTCd TOJbKO Ha
onuH KoMmIoHeHT — okcuz radgpuus (ot 0,1 mo 3,0 %).
B pa6ore [8] mpezcrasiens! pesynabrarhl paspabor-
K METOIWKHA ATOMHO-3MHCCHOHHOIO OIIPEeIeIeHMUS
Mar"syd ¥ UTTPUA B MaTepHajJax Ha OCHOBE TUOKCH-

4 MUPKOHUSA C UCIIONH30BAHHEM MHOTOKAHAIBHOTO
aHaAIM3aTOpa HMHUCCHOHHBIX CreKTpoB. [ma ycrpa-
HEHHS MATPUYHOTO BIMSIHUS ITUPKOHHUSA HA AHAIH-
THYECKHEe CHUTHAJBI IIpuMeced mIpumeHsau Oydep-
HbIE CMECH, COCTOAIHE U3 TPA)UTOBOTO HOPOIIKA U
okcuznoB MeTamioB. [lokasano, 4To mpuMech Maruus
HanboJIee JOCTOBEPHO OIPENeIsieTcsa B IPUCYTCTBUH
OKCHIa KaaMusd, a IPUMECh UTTPUA — B MPUCYTCT-
BuH okcuaa ceuHia. CieqoBareabHO, U B 9TOM CIIy-
Yae METOAWKH SABIAITCA OJHOIIEMEHTHHIMHU. Ta-
KHUM 06pa3oM, IpUMeHeHNe BBIIIEYyKa3aHHbIX METO-
IIOB [ejlaeT aHaJu3 MaTePHaIOB HA OCHOBE JHUOKCH-
a4 MUPKOHUS JJIUTEIbHBIM, TPYJOEMKUM U He II0-
3BOJIET OIPEAeNaTh MUKPOIPUMECH Ha TpebyeMoM
YPOBHE.

Ilenp Hacrosimiei paboTbl — paspadoTKa MeTo-
IUKW OJHOBPEMEHHOTO OIpeneNeHus AaTIOMUHUS,
raHud jKeIes3a, UTTPUI KaJIbIIUd, MATHUI U TUTAHA
B IHUOKCHE ITUPKOHWS, CTA0HIN3UPOBAHHOM OKCH-
nom wurtpus. Heo6XoauMMOCTh KOHTPOJA KadecTBa
JAHHOTO MaTepHiaja II0 COAEPKAHHUI0 HECKOIbKHUX
periiaMeHTHPYEeMbIX 3JIEMEHTOB OIPEEeTHIa BhIOOP
aTOMHO-3MUCCHOHHOH CIIEKTPOMETPHH C WHIYKTHUB-
Ho-cBsi3anuo¥ mrasmoi (AJC-MCII) kax muHOr0sI€E-
MEHTHOTO, IIPEIU3UOHHOTO U He TPeOYIoIIero Haau-
yud afeKBATHBIX CTAHAAPTHBIX 00pasiioB MeToja
aHaIn3a.

s amammza merogom AIJC-UCII awmamusu-
pyeMblii 06BEKT HEOOXOIMUMO ITEPEBECTH B PACTBOP.
OcHOBHOY KOMIIOHEHT — [HUOKCHZ ITUPKOHHUSI — HE
pactBopsieTca B OOJBIIMHCTBE KHCIOT, KPpOME Ccep-
HOM, U IJIA €r0 Pa3I0KEeHHsI B OCHOBHOM IIPUMEHSIOT
CILJIABJIEHHE C PasIWYHBIMHU IuiaBHAMH [9]. Samauy
pasioKeHUd AUOKCHAA ITUPKOHUA YCIOKHAET TO,
YTO OH MOJKET CyIIeCTBOBATH B [BYX MOAM(HKA-
[USX, MePeXONdlIuX OHA B IPYIyI0 B WHTEpBae
temmeparyp 1000 — 1200 °C. B pesyabsraTe 3TOrO
MIPOUCXOAUT IIEPEX0] OT MOHOKJIMHHOM KPHCTAT-
JIMYECKOH PEeIeTKH K KyOM4ecKoH, XapaKTepus3yIio-
1reiics 6ojiee BHICOKOM XUMHUYECKOH YCTONUYHBOCTEIO.
Ilosromy B mauHO# pabore ocoboe BHUMAaHUE OBLIO
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yaeneHo paspaboTke crocoba pasioKeHus, KOTO-
pbIi obecrreuny ObI OJHOE PACTBOPEHUE CTaOHIIH-
3UPOBAHHOIO AMOKCHAA UPKOHUSI M MHHHMAJIbHOE
3HAYEHUE TOMPABKM KOHTPOIBHOTO OIIBITA MPH OII-
peleeHnun TPUMECHBIX 3meMeHTOB. Kpome Toro,
oA mociaenytomiero amanusa Meromom AJC-HCII
JKeJIATeNIbHO, YTO0BI COlep:KaHme COel B pacTBOpe
Mpo6bI OBLI0O MUHUMAJIBLHBIM, X 9TO TAKHKe CJIeHyeT
YYIUTHIBATH IIPH BBIOOPE cIriocoba repeBeeHusT aHa-
JU3UPyeMOU TpoOBI B PACTBOP.

B rauecrBe 00BEKTOB MCCIEHOBAHMS BHIOPAHBI
IBa 06pasIa JUOKCHUAA IIUPKOHMUS, CTA0UIN3HPOBAH-
HOTO OKCHIOM UTTPHUS, PA3TUIHON MOTUMPUKAIAN —
obpaserr Ne 1 (Heobo:x:xeHHBIN) 1 o6paser; Ne 2 (moz-
BEPrHYTHIA CTAOMIU3UPYIOIIEMY 00KHUTY).

B pabore wucmonb3oBamu CepHYIO, XJIOPOBOJIO-
pornuyio (ocy) ¥ PTOPOBOIAOPOIHYIO (XU) KHCIIOTHI;
rnupocyabdar Kaausd u oudropus Kaaud (4).

Hzyuaembie 00bEKTHI AHATU3UPOBAIH C UCIIOIb-
sopaunuem crnexkrpomerpa iCAP 6300 (Thermo Elec-
tron Corporaition, CIIIA) ¢ paguanbubiM HAOIIOIE-
HueM miasMbl. OUTHMH3UPOBAHHAS KOHCTPYKITHS
creKTpoMeTpa 00ecledynBaeT OJHOBPEMEHHOE U3Me-
peHHEe HHTEHCUBHOCTH JIOOBIX AHAIUTHYECKHX JIH-
HHUH B auamnasone ot 166 mo 847 um. Ilpubop ocHa-
II[EH COBPEMEHHBLIM ITOIYIIPOBOJHUKOBLIM TBEPIO-
TEIbHBIM JE€TEKTOPOM C BBICOKHMMH YYBCTBHUTE]D-
HOCTBIO U paspelieHueM (YCTPOUCTBO C MWHIKEKITHeH
sapsaga — CID) u moirHo# BbICOK03EKTHBHOM
ONTHUYECKOH CHCTEMOH (OITHYeCKas CHCTeMAa DIIeJI-
Jjie), KOTopas M03BOJISeT UCIOJIb30BATh 60Jjiee BBHICO-
KHe CHeKTpasbHbIe TOPSAKU, Oraromaps 4eMmy pas-
pemieHue Ha giauHe BoiHbI 200 HM cocTaBigeT 7 IIM
MPU COXPAHEHWHU JOCTATOYHOM CBETOCHIIBI IpuGopa.
IIapameTrpbl paboThI CIIEKTPOMETPA: MOIIHOCTDH Te-
Heparopa — 1200 Br; pacnbriurenbHbIH TOTOK ap-

roma — 0,7 a/mun; maasmooOpasyrommii (oxmax-
IAMOIIUi) IIOTOK aproHa — 12 j/MuH; BCromora-
TeJbHBIA ITOTOK aproma — 0,5 ji/MuH; BbICOTA Ha-

OmroieHus creKTpa — 12 MM HAJ[ BEPXHHUM BHUTKOM
WHAYKTOpA. YIpaBlieHne CIIeKTPOMETPOM OCYIIEeCTRB-
sngeTca KoMIboTepHoit nporpammoii ITEVA.

Boibop aHanUTHYECKHUX JMHUA OCYIECTBIISIN
C y4eTOM UX OTHOCHUTEJIbHOH WHTEHCHBHOCTH U BO3-
MOKHBIX CHEKTPAJIbHBIX HAJIOKEHUN JUHUU MaT-
PHUYHBIX 3JIeMeHTOB. B coorBercTBHE ¢ TpeboBaHwus-
MU K YHUCTOTE CTAOMIU3UPOBAHHOTO TUOKCHUA ITHP-
KOHHS COJEep:KaHue OKCHUAOB AaTIOMUHHA, Kele3a,
KaJbI[Hsd, MATHUSA ¥ TUTAHA He JOJIKHO IIPEeBbINIATh
0,01 - 0,3 %. Oupenenenre TaKUX HU3KUX COIEPIKA-
uni metogom AJC-HCII Bo3MOKHO TOIBKO IPH He-
60sIbIIIOM pas3baBIeHU MPOOHI, T.e. B MPUCYTCTBUU
BBICOKUX KOHIIEHTPAIIUH MaTPUIHBIX KOMIIOHEHTOB.
Ilns BpIOOpa aHAIUTHYECKHX JIMHHH M HU3yYEeHHUS
MaTPUYHOTO 3((eKTa aHAIU3UPOBAINA PACTBOPSI,
comep:xamue 1,3 mr/cm® nupkonua u 0,2 mr/cm?® ut-
TpHs (4TO COOTBETCTBYET 2 Mr/cM® CTaOMIN3UPOBAH-

HOTO OKCH/Ia IMPKOHWUS), 6€3 IPUMECHBIX 9IEMEHTOB
u B npucyrcrsuu ot 0,2 1o 20 mEr/cM® mpumecei.
Jna TpuroToBlIeHWA MOMAENBHBIX PACTBOPOB HC-
MOJIb30BAJIN CTAHAAPTHBIE 00PA3IIBI COCTaBA PACTBO-
poB MaTpuyHbIX u npuMmecHbix dnemeHToB (I'CO).
B pesynbrare 6buTH BBIOpAHBI CIEIYIOI[AE AHATH-
THYECKHEe JTUHUHU, CBOOOTHBIE OT CHEKTPAIbHBIX Ha-
nmoxkennii: Al IT 167,079 um u Al I 308,215 um; Ca II
184,006 u 393,366 am; Fe Il 238,204 um; Mg II
279,553 um u Till 334,941 uM. OKCIIEpUMEHTHI
IIOKa3ajy, YTO B MPHUCYTCTBUU MAaKPOKOMIIOHEHTOB
MIPOUCXOIUT 3HAYUTEIHHOE I0/aB/IeHHe WHTEHCHB-
HOCTe! aHATUTUYECKUX JUHUH Kejie3a, MAarHUSI U
tutana (o 8 — 15 %), mosToMy TpagyHupOBOYHBIE
PacTBOPHI I OTHOBPEMEHHOTO OIPeNeeHus ajio-
MWHUA, jKejle3a, KalIblUd, MAarHud U THUTaHA TOTO-
Buau Ha ¢one 1,3 mr/em® nmpronus u 0,2 mr/em3
UTTPHUA.

Ompesenenne UTTPHUS HA YPOBHE MPOIEHTOB H
radyHUA HA YPOBHE JECATHIX J0JIeH MPOIeHTa B CTa-
OWIM3UPOBAHHOM [UOKCHE ITUPKOHHUSA BO3MOKHO
P KCIOJIb30BaHUM Oojiee pasbaBIEHHBIX PACTBO-
pos. Ilo pesynbraTam anammusa pacTsopa IUPKOHUA
¢ xonmenrpanueii 0,13 mr/cM® u pacrBopa, comep-
sxarero 0,13 mr/em® nupkonwus, 10 mr/cm® urTpus
u 2 mEr/cm® raduus, 6butr BeIOpaHbl auHUA Y 11
371,030 um u Hf II 232,247 um, cBoOOAHBIE KaK OT
CIIEKTPAIBHBIX HAIOMKEHHMH, TaK U OT MATPUIHOTO
adpderTa IIUPKOHUSA, YTO ITO3BOJUIO B JaJbHEHIIIEM
KCIIOTB30BATH JIJIA IPAAYUPOBKHU CIIEKTPOMETPA YHC-
Thie PAaCTBOPHI BTHUX 3JIEeMEHTOB. llpeaBapuTennHO
ObLIa M3y4eHA BOSMOYKHOCTh PACTBOPEHUS TUOKCHUIA
NUPKOHUS, CTAOMIH3UPOBAHHOTO OKCHIOM HTTPWSI,
B cepuoii kuciaore. [mst aroro momerramu mo 0,1
HCCIIeIyeMbIX 006pasI[OB B CTEKIOYIIEPOHBIE TUTIH
H HarpeBalu ¢ 2 — 3 ¢cM® KOHIEHTPHPOBAHHOI cep-
HOHM KHCJIOTHI. JKCHEPUMEHTHI ITOKA3aIu, 4To 00pa-
ser; Ne 1 (HEOOOKIKEHHBIM) XOPOIIIO PACTBOPAETCI B
cepHO¥ KmcioTe mocie 1,5 — 2 4 HarpeBaHudA, TOTAA
Kak obpaser; Ne 2 (060KIKEHHBIN) MMPAKTUYECKHA HE
pactBopdeTcs W 4depe3d 7 — 8 U, mpuueM [axke MIpU
nobasieHuu (PTOPOBOAOPOSHON KHCIOTHI WJIH OH-
¢dropuna xanmsa. Ilosromy mocmenyroiiue sKCIEPH-
MEHTBI IIPOBOIUIIH C 06pasiiomMm Ne 2,

s pasmoxeHus TUOKCHIA ITUPKOHUS OOBIYHO
MPUMEHSIOT CILUIABJIEHWE C MHPOCYIh(ATOM HIN
oudropumom xamusa [9]. B macroamei pabore stu
peareHThl OBLINM HCIOJIBL30BAHBI [JIA PA3TOHKEHHUA
IVOKCHUIA IMPKOHHUSA, CTAOHIN3HPOBAHHOTO OKCH-
mom urtpud. CrnasieHue ¢ MUPOCYIb(PATOM KaTusd
MPOBOAMJIN B TUIIAX w3 KBapa mpu 900° C, ¢ 6u-
dropumom Kamus — B TUIVIAX W3 CTEKIOYIJIepoaa
pu 650 °C unu mmatuns! mpu 800 °C. HaBecky auna-
ausupyemMoi mpobbr Maccoi 0,1 r momeranu B TH-
TeJib ¥ CMEIITUBaIH C 2 T IIaBHA, Jjajlee HarPeBalu B
MyeTbHOH eun 70 TpeOyeMoii TeMIepaTypsl U Bbl-
Iep:KUBAIM TIPU STOH TeMIlepaType B TedeHne
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5 mun. Ilocne oxnammeHUs BBINETAYHBAIHN ILIaB
10 M3 X710POBOOPOAHOM KHCIOTHI, pa30aBICHHON B
o6bemMHOM oTHOIeHun 1:1 (IpH CIUIABIEHWH C MIH-
pocynbhaToM Kaausa), WiIH 5 ¢M3 CepHOM KHCIIOTHI,
pasbaBieHHOll B 00BeMHOM oOTHomieHuu 1:1 (mpum
CIIABIEHUH C OUQTOPUIOM Kadud), MIEPEBOMUIN
pacTBOp B IOJHMIPOIHJIEHOBYIO KOJIOy BMECTH-
Moctbio 50 cM® M mOBOAMIM €ro o0beM [0 METKH
IEMOHMU30BAaHHOM BOAOH. B MoaydeHHOM HCXOTHOM
pacTBOpe OIpeAeIain MPUMECH ATIOMUHUA, JKeIe3a,
KaJbllusd, MarHws W TuTtaHa. Jlnsg ompeneneHus
ATTPUA W TaHUS UCXOAHBIA PACTBOP pas30aBIIsLIn
B 10 pas menonnsoBaHHOH BOmoi. OMHOBPEMEHHO C
MPUTOTOBJIEHHEM PACTBOPOB AHATHU3UPYEMOi ITPOObI
TOTOBHUJIM PACTBOPBI KOHTPOJBHOTO OIBITA [JIS yue-
Ta COMepsKaHUA OIpeeIieMbIX DIEMEHTOB B pPeak-
TUBAaX: BBIOJIHSAIH BCE BBIIEYKA3aHHbIE OIEPAIINH
6e3 mobapienus aHanusupyemoi npobsl. [logroTos-
JIEHHBIE TAKUM CII0COO0M PACTBOPEI aHAIM3UPOBAIN
C HCIIO/Ib30BAaHHMEM CIIEKTPOMEeTpa IIpU IPHUBEIEH-
HBIX BBIII€ YCJIOBUAX, U3MEPAd MHTEHCUBHOCTDH BbI-
OpaHHBIX AHATUTUIECKUX JTUHIH.

IKCIIEpUMEHTHI IIOKA3aJH, YTO B pe3yiabTare
CIJIaBJIEHUs TPo0a IOJHOCTHIO PACTBOPAETCI KaK
[PU WCIIOJIb30BAHUM B KAYECTBE ILIABHA THPOCYIh-
dara kamus, rak u 6udropuga Kamus. OgHAKO IPH-
MEHEeHHEe 9THUX peareHTOB IIPUBOJAUT K BBICOKUM 3HA-
YEeHUAM TMOMPABKM KOHTPOJBHOTO OMBITA JAJA aJio-
MHUHHA, XKeje3a, KaJbIlHud, MAarduid W THTAaHA Ha
YPOBHE JECATHIX W COTBIX N0JEH %, YTO HE II03BO-
JAAeT AOCTHYb TpeOyeMbIX HIKHUX TPAHMUI] OIpe-
IeNAeMbIX COIEP:KaHUH STHUX DIEeMEHTOB. Taxum
00pasoM, pasyioKeHre CTAOMIM3UPOBAHHOTO THOK-
cuza IUPKOHWS CIUIABJIEHWEM MOKHO IMPUMEHSATH
TOJIBKO JJIS OIIpEeeJIeHUA B HeM UTTPUAd U I‘aCbHI/IH.

B menax mocTmixeHUs KOMHYECTBEHHOTO PaCTBO-
peHus aHATH3UPYEMOH MPOOBI ¥ CHUKEHUS ITOIPAaB-
KU KOHTPOJIBHOTO OIBITA JJIT MUKPOTIPpHUMecei ObLTH
MIPOBEJIEHBI SKCIEPUMEHTHI II0 KUCIOTHOMY PacCTBO-
peruio obpasna Ne 2, MOABEPrHYTOr0 CTAOUIU3U-
pymoiieMy OO0KHUTY, B YCIOBHAX MHUKPOBOJIHOBOTO
pasaoxenusd. s TakoH Mpo6OIOATOTOBKY HUCIOIb-
30BaMM J1a0OPATOPHYI0 MHKPOBOJHOBYIO CHCTEMY
MARS 6 (CEM Corporation, CIIA) ¢ gaTumrom
KoHTpoJs Temireparypbl MTS-300 Plus u gaTumkom
rouTposis gasiaenns ESP-1500 Plus. Pasnomxenue
mpo0 TPOBOJAWUIN B 3aKPBITHIX (PTOPOILIACTOBBIX
cocynax EasyPrep Plus Bmectumoctbio 100 cm?,
paccumTaHHBIX HA MAaKCHUMAaJbHYI0 TeMIepaTrypy
300 °C u MmakcuMalbHOE TaBiaeHue 54 aTM.

IIpu paspaboTke METOAMKN MHUKPOBOJHOBOTO
BCKPBITHST [UOKCHAA [HUPKOHHUS, CTAOMIN3UPOBAH-
HOT'O OKCHU/JIOM UTTPHA, BapbHUpPOBaIX Ka4eCTBEHHbIA
¥ KOJIMYEeCTBEHHBIN COCTAB CMECH KUCJIOT 71 PasJio-
JKeHUA, TeMIIepaTypy MPOBEIeHUA PeaKIUuu, BpeMs
JMOCTHIKEHUA W TIOAJep/KaHus TpebyeMoi Temiepa-
Typsl. HaBecky ananusupyemoit mpo6sr maccoii 0,1 ¢

romerranu Ha gHo cocyna EasyPrep Plus u pacrso-
pATH B YCIOBHSAX MHKPOBOJHOBOTO HarpeBa JIu00
MIPOBOJIS PA3JIOKEHHE B HECKOJIBKO STAIOB, IIOC/IEN0-
BaTeIbHO HATPeBas CHAYAJIA B IIPHUCYTCTBUH (PTOPO-
BOZIOPOTHOM KUCJIOTHI, 3aTeM J00aBIAd CEPHYIO U Ha
IOC/IeIHEM JTalle — XJIOPOBOIOPOIHYI KHCIIOTY,
aubo cpasy B CMeCH KOHIIEHTPHPOBAHHBIX (ITOPO-
BOJIOPOSHOU U CEPHOM KHUCJIOT.

Hawunyuime pesynbraTbl JOCTHUTHYTHI IIPU HC-
[IOJIb30BAHUH 3 ¢M® cMecH PTOPOBOIOPOIHOM U cep-
HOM KucaoT (2:1) mpu cTyIleH4YaToM HarpeBe peak-
[IMOHHOM CMEeCH II0 TeMIIEPATyPHOH IIporpaMMe pas-
JIOKEHHUA, YKA3aHHOU B Tadi. 1.

B sTux ycimoBuUSX MIPOUCXOIUAT PA3IOKEHHE aHa-
JIU3UPYEeMOH IIpobbl ¢ 0ob6pasoBaHHEM OCAIKA TPYI-
HOPACTBOPHUMBIX (DTOPHUIOB AJIOMUHNS, HUTTPUSI,
Kanbiud u Marausd. [1o okoHUYaHUM Pa3JIoKEeHUs CO-
CyJbI OXJIQKAIH 10 KOMHATHON TeMIIEPaTyphl, pac-
TBOPBI C OCAIKaM{ KOJHUYECTBEHHO IIEPEHOCHJH B
THINIM U3 cTekaoyraepoga 50 cm?® xmopoBogopogHOi
kucaorel (1:99) u 20 cM? HeMOHU30BAaHHOM BOJBL
Copep:xuMoe TUTIIEH HATPEBAH [0 ITOJTHOM OTTOHKH
apoB (PTOPOBOOPOIHOM KUCIOTHI U TTOABICHU T1a-
POB CEpHOH KHCIOTHI, TAK KaK IIPHCYTCTBHE (PTO-
PUI-MOHOB HE:KeIaTelbHO MPH MOCIeAyoIeM pac-
IIbIVIEHUU aHaJIUu3UpyeMbIX pPaCTBOPOB B ILIa3My
crekrpoMerpa. [y mepeBenenus TPyIHOPACTBOPH-
MBIX (i)TOpI/I,I[OB AJJIOMUHUA, UTTPUA, KaJIbIIUA U Mar-
HHUA B PACTBOPUMbBIE XJIOPHUIbI B TUTJIU TIOCTE OXJIa-
IeHUA M00aBIAIN M0 2 cM® KOHIIEHTPHPOBAHHOK
XJIOPOBOIOPOHOM KUCIOTHI M HATPEBAIHU JI0 ITOJIHO-
r0 pacTBOPEHHUs OCAAKOB. PacTBOpPHI IepeHOCHIN B
HMOJIUIPONUIEHOBbIE KOIObI BMECTHMOCTBIO 50 cM3,
IOBOIWIN 00BEM PACTBOPA [0 METKH [E€MOHW30BaH-
HOI BOmoH u pasbapisiiu B 10 pas XIopoBOmOpo-
voit kucioroi (1:19). IlapammensHo mTpoBOAMIN
KOHTPOJIbHBIE OIBITHI I yIeTa COAePKAHUA OIpe-
IeAeMbIX 9JIEMEHTOB B PeaKTHBAaX.

Hepas6asimennble (Mcxomuble) pacTBOPHI aHa-
JU3UPOBATH HA COJAEp:KAaHUE AaTIOMUHUA, IKe-
JIe3a, KaJIbIIMs, MarHus W TUTAHA, WCIOIAb3Yys IS
rPaJyupoOBKM CIIEKTPOMETpPa PACTBOPBI, COIEp-
aamme 1mo 2,10 u 20 Mrr/cm® KammOro ompemens-
eMOro dJIeMeHTa B IpHucyTeTBHHM 1,3 Mr/cm® mupKo-
sua u 0,2 mr/cm® urTpusa. B KadecTBe «HysneBoro»
HCIIOIb30BATIH PACTBOp, comepxamui 1,3 mr/em3
nupkonus u 0,2 Mr/cm® urTpusa 6e3 IPUMECHBIX dJIe-
MeHTOB. B pasbaBieHHBIX PACTBOPAX OLPENesIsin
ATTPUH W TaHUA, UCIONb3YA MJIS IPaLyUpPOBKH,

Ta6auna 1. IlapameTrpbl MUKPOBOIHOBOTO PA3IOKEHU TU-
OKCHZA ITUPKOHUS, CTAOUIN3UPOBAHHOIO OKCUIOM UTTPHUSI

Cramms Temmneparypa Bpems mogrema  Bpewms ypepixamus
an pasnoskenus, °C  TemIiepaTypbl, MUH TEMIIEPATYPbI, MUH
1 150 15 20
2 220 15 40
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Ta6auua 2. Pesynbprars! aHamusa TUOKCHIA IUPKOHKS, CTAOMIM3UPOBAHHOTO OKcHaoM uttpus (n = 10; P = 0,95)

Copnepixanue X+ A, % macc.

O6pasers Al c
a

Fe Hf Mg Ti Y

Ne 1 (muokcum UPKOHMS,
CTAaOMIN3UPOBAHHBIN OKCHIOM
WTTPUA, HEOOOKIKEHHBIH)

0,013 = 0,006 <0,02

Ne 2 (muokcH IUPKOHUA,
CTa0UIN3UPOBAHHBINA OKCHIOM
WUTTPHUA, 000KKEHHBIHN)

0,010 = 0,006 <0,02

<0,01

<0,01

1,54 + 0,13 <0,01 <0,01 7,14 = 0,36

1,46 + 0,13 <0,01 <0,01 7,45 + 0,37

Ta6auma 3. Pesynprarsl IpoOBEepKY IIPABUILHOCTH AHAIU3A
IUOKCHUA ITUPKOHHUA, CTA0MIU3UPOBAHHOTO OKCHUIOM UTTPHUA,
METOZIOM «BBeIeHO — Haineno» (n = 10; P = 0,95)

Onpe- O6paser; Ne 1 O6paser; Ne 2
nens- (HE000KKEeHHBIN) (06OKKEHHBIH)
EMbIH  Bpeneno, Haiineno, Beeneno, Haiineno,
SIEMEHT g, Mace. % macc. % macc. % macc.
Al 0,10 0,098 = 0,038 0,50 0,48 = 0,07
0,02 0,021 = 0,015 0,05 0,049 = 0,018
Ca 0,10 0,099 = 0,030 0,50 0,49 + 0,07
0,01 0,019 = 0,013 0,05 0,050 = 0,020
Fe 0,10 0,10 = 0,03 0,50 0,50 = 0,06
0,02 0,020 = 0,010 0,05 0,048 = 0,017
Hf 2,0 1,95 = 0,15 3,0 2,97 = 0,18
3,0 3,02 = 0,19 2,0 1,98 = 0,15
Mg 0,10 0,10 = 0,03 0,50 0,50 = 0,06
0,02 0,018 = 0,010 0,05 0,049 = 0,018
Ti 0,10 0,099 = 0,030 0,50 0,49 + 0,07
0,02 0,019 = 0,010 0,05 0,050 = 0,017
Y 5,0 4,97 = 0,52 7,0 6,97 + 0,59
7,0 6,95 + 0,56 5,0 4,98 + 0,51

COOTBETCTBEHHO, YHCThIE PACTBOPHI UTTPUS C KOH-
nenrpanuei 10, 20 u 30 mrr/cm3, radHuA ¢ KOHIIEH-
tpanmeii 1,5 u 10 MmEr/cM® u B KadecTBe «HyJIeBOTO
pacTBOopa» — XJIIOPOBOAOPOIHYIO KHCIOTY, pPa3das-
JICHHYIO B 00b€MHOM OTHOIeHnu 1:19.

IIpoBenentbie SKCIEPUMEHTHI IIOKA3aIH, YUTO
00paboTka 000KIKEHHOTO JUOKCHUAA ITUPKOHUI, CTa-
OMIIM3UPOBAHHOTO OKCHIOM UTTPHS, CMECHIO KHUCJIOT
¢ IpUMeHeHreM MHKPOBOJHOBOTO HarpeBa II03BOJIA-
€T TOJIHOCTHIO IIEPEBECTH AHAIU3UPYEMYI0 MpPo0y B
pactBop. IIpu aToM cyiiecTBEHHO CHU3UINCH 3HAYE-
HHSA OTPABKU KOHTPOJIBHOTO OIMBITA — /O THICTY-
HBIX 10JIei %, 9TO MO3BOJHIIO JOCTHYH TPEeOyeMbIxX
HIJKHUX TPAHUI] OIPeNeisieMbIX CONEeP:KaHUM MUK-
poIipuMeceii: A aMlOMUHUA, KejIe3a, Marnua U TH-
rana — 0,01 % macc., nna gkanbiusa — 0,02 % wmacc.
Hrmxure rpaHuiibl onpeaensieMbIX COIEPKaHu pac-
CUMTBHIBAIHU 110 6S-KpUTEPHUIO, TIE S — CTaHAAPTHOE
OTKJIOHEHWE IIOPABKY KOHTPOJBHOTO OIbITA.

Ha ocHoBanwu mpOBEIEHHBIX WCCAEIOBAHUM
ObLTa paspaboTaHa METOIWKA ATOMHO-3MHCCHOHHO-

T0 C MHAYKTUBHO-CBA3aHHOM IJIA3MOM aHaln3a -
OKCHIA IIMPKOHHUA, CTAOHIU3HPOBAHHOIO OKCHIOM
WUTTPHUs, TIO3BOJAIONIAS OJHOBPEMEHHO OIPEIeNIsaTh
aTIOMUHUM, Kejle30, MarHUM U TUTAH B JAUala3oHe
comepskanuit 0,01 — 1,0 %, xanbruit — 0,02 — 1,0 %,
ragunii — 0,1 — 5,0 % u urrpuit — 2,0 — 15 %. qua-
[Ma30HbI OIPEIEIAEMbIX COMEPKAHUM Ta(HUI U HUT-
TPUS COOTBETCTBYIOT TPEGOBAHUIM TEXHUYECKUX yC-
JIOBMH HA CTAOMIN3UPOBAHHBIN TUOKCH] [TUPKOHHUI.
Ilo paspaboranHoit MeTOUEE OBLIN TPOAHATUIUPO-
BaHbI 00PAas3IIbl HEOOOKKEHHOI0 U 000KKEHHOIO TH-
OKCHIA ITMPKOHHUSA, CTAOHMIU3HPOBAHHOTO OKCHIOM
urTpua. Pesynprarsl aHanusa npuBeieHb! B Tab. 2.

IIpaBuABHOCTD MOMYYEHHBIX PE3YILTATOB IIPO-
BEPSIM METOIOM «BBEIEHO — HalmeHo». Pesymnbra-
THI aHajau3a IIPo0 C moOaBKaAMHM IIPEICTABJIEHBI B
Tabi. 3.

SHAYMMOCTD OIEHKH CHCTEMATHIECKOHN IIOrpell-
HOCTH METOIWKM AHAJIW3a MPOBEPSIN IO f-KpHUTe-
puio cormacao PMI' 61-2010 [10]. ¥cramosiemno,
YTO JIJIST BCEX OIpPe/eieMbIX 3IEMEHTOB OIIeHKH Ma-
TEMAaTHUYECKOTO OKHMIAHUSI CUCTEMAaTHYECKOH II0-
rperrHocTy 0 HesHaYMMBbI Ha (POHE CIYyJaNHOTO pas-
Opoca, Tak Kak lpaca < lpagn, ITO CBHIETEIBCTBYET O
MIPaBHJILHOCTH METOIUKN aHAIN3A.

OTHOCHUTENbHOE CTAHTAPTHOE OTKJIOHEHWE IIPU
oTIpejleJIeHUY MUKPOIIPUMECEH ATIOMUHUSI, Kejesa,
MarHus, THTAHA U KaJbLUS COCTABIAET 6 —
30 % otH., raduusa — 2 - 8 % OTH. u UTTPUI — 2 —
4 % oTH.

Takum obpaszom, B pesyabTaTe HCCIEIOBAHUHK
ObLTa peleHa 3a7ada pasiioKeHUs XUMHUYECKH YC-
TOUYMBOTO JUOKCHAA IUPKOHUS, CTAGMIM3UPOBAH-
HOT'O OKCHIOM HTTPHS, HE3aBHCHMO OT €ro MOIU(H-
raruu. [Ipemmaraemprit crroco6 pasiosxenus obecrie-
YUBAET IOJHOE IepeBefeHre MPoObI B PACTBOP U
MHUHUMAJIbHOE 3HAYEeHHE ITOMPABKU KOHTPOJIBHOTO
ONBITA IIPH OIpPEeIeIeHHH IIPHUMECHBIX 3JIEMEHTOB.
Ilocnenyromuit ananus pacTBopa MPoObI METOIOM
ASC-UCII mosBonsger IPOBOAUTH OIHOBPEMEHHOE
ompejielieHHe MAKPO- U MUKPOKOMIIOHEHTOB B aHa-
JU3UPYyEMOM MaTepuaje, u4TO CYIIeCTBEHHO COKpa-
[[aeT BpeMs MPOBEJeHUA aHAIN3a, 4 TAKKe PACXOJ
PeaKTHUBOB.
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