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NHIYKTUBHO-CBA3AHHOMU IIJIASMOM C NCIIOJIb3OBAHUEM
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MeTon aToMHO-5MUCCHOHHOH CIEKTPOMETPHH ¢ UHAYKTHBHO-cBI3aHHOH mnasmoil (ADC-KCII)
¢ TPAIYUPOBKOH 10 OTHOUIEHUIM KOHIECHTPAIMH II03BOJIAET 3HAYUTEIBLHO YIIYIIINTD aTTeCTo-
BaHHBIC XapaKTePUCTHKN CTAHIAPTHBIX 00PAslioB cOCTaBa METAIIOB, CILIABOB, TEXHUUECKUX 1
TEOJIOTHICCKUX MATEPHATOB 33 CUeT HCKIIOUCHUA W3 OOLIeH ITOTPEITHOCTH aHATIW3a IIOTPEIll-
HOCTeH B3ATHA HABECKU, JOBEICHUS PACTBOPA 10 KOHETHOTO 00beMa 1 J00aBIeHNT BHYTPEHHETO
cragnapra. 1 momHoro mepeposia B pacTBOP WILMEHHUTOBEBIX U ITUPKOHOBLIX KOHIICHTPATOB, a
TAKKEe OTHEYIIOPOB U T'eOIOTHIECKUX P06 ¢ BRICOKAM COIEPKAHIeM XpoMa, paspaboTaH crocob
CILTABICHUS ¢ THAPOKCUIOM JTUTUA B cepefpaHpix TUIAX. [1o cpaBHEHMIO €O CILIaBICHUEM € Me-
TabopaToM JIUTHS B IVIATHHOBBIX TUIVIAX [IPEAIAracMbIi METO T 00JIafaeT CIeAYIOUIAMHA IPeUMY -
LIeCTBAMH: CTOMMOCTD THUIVICH 3HAYWTEILHO HIDKe, PACTBOPUMOCTD IIABA BBIIIE, ITOABIACTCI
BO3MOMKHOCTD OIpefeleHus Gopa KAk IpUMeCH B aHAIW3UpyeMBIX MaTepHanax. OcHOBHOI
[IPUHIAN TPAAYHUPOBKU 10 OTHOLIEHWSM KOHIIEHTPAIIUA — CyMMa ATTEeCTOBAHHBIX MaCCOBBIX
JIOTIeH 1, COOTBETCTBEHHO, IIOMOKUTEILHBIX IIOTPEIITHOCTEH OpeeIgeMbIX KOMIIOHCHTOB He MO-
skeT npeBbiath 100 % — HeoOXOOMMO MPUMEHATH IIPH ATTECTAITMH CTAHTAPTHBIX 06pasIoB
Iaske Toraa, Korga He uctonbayercea Meton ADC-HCIL. B To Bpems kak 06bIMHBIE CIIOCOGHI Tpa-
IYHAPOBKH UCIOIBL3YIOT OTHOMEPHOE IIPOCTPAHCTEO U OTHOMEPHYIO IIPOCIEKUBAEMOCTD, TPAIYH-
POBKa II0 OTHOIIEHUIM KOHIICHTPAITHH CO3[aeT n-MepHOe IPOCTPAHCTBO U obecreunBaeT fonee
BBICOKYIO TOUHOCTEH PE3YJILTATOB 3a CUeT 7n-MEpHOH mpociexkuBaeMocTd. Heobxonmmo cosnaTh
TEOPUIO 72-MEPHOH IPOCIEKABACMOCTH, KOTOPAsI 00eCIIeUnT Ha IpakTHEe 6olee HATeKHYIO aTTe-
CTAIUIO CTAHAAPTHBIX 00PASIIOR II0 CPABHEHUIO ¢ CYIIECTBYIOIMMI IPHHITATIAMU.
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PAaThI; OTHEYIIOPHI; C€p€6pHHLI€ TUTJIW; CTAHIAPTHBIC O6paSI_II:I; CILTaBJICHNE C THAPOKCUAOM JIH-
TH; IIPOCICHKUBACMOCTD; n-MEPHAS IIPOC/ICKUBACMOCTD; IUPKOHOBBIC KOHIICHTPATEL.
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An ICP-AES method with Concentration Ratio Calibration (calibration in relative concentrations) makes
it possible to improve significantly the metrological characteristics of certified reference materials (metals,
alloys, technical and geological materials). The main reasons for this improvement are the advantages of
the ICP-AES in combination with the advantages of the Concentration Ratio Calibration. The errors of
sample weighting and the uncertainty of final volume, as well as the error attributed to the addition inter-
nal standard aliquot are excluded from the total error of analysis. Lithium hydroxide fusion in silver cruci-
bles has been developed for the complete transfer of the ilmenite and zirconium concentrates, as well as
Mg- and Cr- based refractories into solution. Compared with fusion with lithium metaborate in platinum
crucibles, the proposed method is advantageous for a significantly lower cost of crucibles, higher solubility
of the melt, and possibility of boron determination as an impurity in the analyzed materials. When certify-
ing the reference samples, it is necessary to use the main principle of Concentration Ratio Calibration, i.e.,
the total amount of certified mass fractions and positive errors of the components to be determined should
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not exceed 100 % even when the ICP-AES method is not used. While conventional calibration methods use
one-dimensional space and one-dimensional traceability, the concentration ratio calibration works in n-di-
mensional space and provides higher accuracy of results due to n-dimensional traceability. It is necessary
to develop a theory of n-dimensional traceability, which will provide a more reliable certification of refer-
ence samples in practice than the one-dimensional traceability that exists today.

Keywords: concentration ratio calibration; ilmenite concentrates; zircon concentrates; refractories; sil-
ver crucibles; lithium hydroxide fusion; traceability; n-dimensional traceability.

Beenenne

IIpuvenenne aToOMHO-SMUCCHOHHOH CIIEKTPO-
METpUH C WHAYKTHBHO-CBA3AaHHOU mrazmon (AJC-
HCID) B coueranum ¢ rpagyupoOBKOU [0 OTHOLIEHU-
AM KOHHGHTpaHHfI IIO3BOJIAET 3HAYUTEIBHO IIOBBI-
CUTH TOYHOCTD OIIpeae/IeHud KOMIIOHEHTOB B MeTaJl-
nax, crasax [1, 2], reomormaeckux obpasmnax [3, 4]
¥ TeXHUYECKHUX MaTepuanax [5]. dror merox anamu-
34 IPUMEHHM BO BCEX CIIyYasiX, KOT/A MOKHO yTBEp-
JEIATH, 9TO cyMMa copepskanmii ocuoBHOTO (C,.) 7
ocranpabix KommoueHTor (Cy, Cy, ..., C,) B o6pasne
cocrasuger 100 %:

Coon + Cy + Cy + ... + C, = 100 %. 1)

IIpu penenun Bcex wienoB ypasuenus (1) Ha
C oy DOIYyIUTCH OCHOBHOE ypaBHEHHE [JIf pacdera
COZleP:KaHu KOMIIOHEHTOB B o6pasuax:
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I'pagyupoBounsie rpaduku crpost B ROOpAUHA-
TAX «OTHOCHTEIbHAA HHTEHCHUBHOCTH (OTHOIIEHWE
WHTEHCUBHOCTEN CHTHAJIOB OLIPEAEIIIEeMOr0 BIeMeH-
Ta u 0cHOBBL, I/l .,) — OTHOIIIEHWE KOHIIEHTPAIUHA
oupenensemoro xommonenta u ocHoOBbL (C, /C...)».
Konmaecrro rpagyupoBounpix rpadukoB coBagaeT
€ KOJIMYECTBOM OILIPEJeISeMbIX KOMIIOHEHTOB B IIPO-
6e. [Ipu ananuze HemaBecTHOro 06pasma o rpaxyu-
POBOYHBIM TIpaduKaM PACCIUTHIBAIOT OTHOLICHUS
KOHIIEHTPAIMY, 3aTéM — KOHLEHTPAIUI0 OCHOBLI U
KOHIIEHTPAIIUN OCTAIBHBIX KOMIIOHEHTOB.

H i uCIIonb30BAHUA IPALYUPOBKU IO OTHOIIIE-
HHSAM KOHLEHTPALWH IOAXOJAT JI06ble MeTobl, KO-
TOPBIE MOTYT 00ECHeYnTh OZHOBPEMEHHOE OIpere-
JIeHHe BCeX KOMIIOHEHTOB B o0pasie, Halpumep,
ADC c uckpoewbim Bo3Oyxmenuem, AJC-HUCII, pent-
renoduiyopecrienTHbI aHanus [6, 7]. Ecim ectsb
rommroHeHTs!I npobsl (C,.,), KOTOpBIE HE MOTYT OBITH
OLIpeNeIeHbl JAHHBIM METOXOM, OHU JOJIKHEI OBITH
oLpeneIeHbl ANLTEPHATHBHLIME MeToxaMu. B srom
Cllydae COAEpIKAHWs KOMIIOHEHTOB B 00pasmax
(C,y), pACCYHTAHHBIE B COOTBETCTBHUU C YPABHEHU-
eM (2), Heo6XOUMO CKOPPEKTHPOBATD:

1 —
00% ~Cou -

C = CI/ISM
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IlepeuncnenHrie BhIllle METOABI XOPOLIO II0JXO0-
AT YIS PYTHHHOTO AHANW3A HEM3BECTHBIX IIPOO.
I arrecranuu CTAHZAPTHBIX 00PA3LOB IIPEIIIOd-
THTelbHee ucnoab3oBark meron AJC-HCII, ume-
OIIUE pAj IIPEHMYIIEeCTB: BBICOKYI) YYBCTBHTENIb-
HOCTh, HU3KHMH YPOBEHb MATPHUYHBIX BIUAHUU, JIH-
HEWHOCTH I'PALYUPOBOYHBIX I'PA(UKOB B IpeAeiax
4 -6 [OpAAKOB BEIWYHWHBI KOHIEHTparuu [8].
CaMpIM ITIABHBIM JOCTOMHCTBOM METORA SBIISIOTCH
obecrieyeHre MPOCIEKUBAEMOCTH K HUCXOHBIM YHC-
TBIM KOMIIOHEHTAM M HE3aBHCHMOCTH OT CYIlle-
CTBYIOINMX CTAHAAPTHBIX 00pA3IOB: IPaLyUpPOBOU-
HBIE PACTBOPBI MOTYT OBITH JIETKO CMOAEINPOBAHLL.
ITO II03BOJIET OIPEAENATh HOBBIE KOMIIOHEHTEI,
KOTOpbIe He ObUIM ATTECTOBAHBI paHee, W IPEHOT-
BpPAIIAET IIEPEeHOC OMHKOOK ATTecTanuu MpPenbIay-
LIUX CTAHAAPTHLIX 00PA3IIOB HA HOBLIE.

Biaromapsa rpanyupoBke O OTHOIIEHUAM KOH-
nenrpanui npumenutensHo K Meroxy ADC-HUCII us
00LIel IIOIPEelIHOCTH AHANKM3A HCKIIYA0TCA II0-
TPELIHOCTH IPAJyHPOBKHM MEPHOU IMOCYABLI M B3BeE-
IIWBAHWA HABECOK AHAIUBUPYEMBIX MATEPUAIIOB
[3]. AmaimTHyeckne JIMHAM OCHOBHBIX KOMIIOHEH-
TOB UMeIOT (OoJblive 3HAYEHUS WHTEHCHUBHOCTEH U
HE [OABEPKEHbl MATPHYHBIM BIWAHHUAM W CIIEK-
TPAIBHBIM HAJIOMKEHUAM II0 CPABHEHUI) C JIMHUAMU
n06aBITeMbIX BHYTPEHHUX CTAHJAPTOB.

Hnsa ycmemuoro mnpumenenus weroga AJC-
HCII ¢ rpapgyupoBKoil 110 OTHOIIEHUAM KOHIIEHTPA-
oui HeoOXOAMMO BBUIONHUTE CIEAYIOLIHEe YCAOBUI:
1) uponeaypa HOAroTOBKM HPo6 K aHAIU3Y AOJDKHA
OBITH €UHOM, IIPOCTOM, SKCIIPECCHOU, C MUHUMAITh-
HBIM PACX00M XUMHYECKUX DPEAKTHBOB; 2) ompere-
JIGHHWE BCEeX DHIIEMEHTOB (M MATPUYHBIX, W IIPHMEC-
HBIX), IPUCYTCTBYIOIIUX B aHAIM3UPYEeMbIX 06pas-
[ax, KOJDKHO OBITH OHOBPEMEHHBIM.

IKCIEePUMEHTATHHAA YACTH

B pa6ore ucnonnsoBanu cuexrpomerpnr iCAP
7400 Duo u iCAP PRO XP Duo (Thermo Fisher
Scientific, CIIIA) ¢ ogHOBpeMEHHBIM H3MEpPEHUEM
HHTEHCUBHOCTEN aHATUTHYIECKUX JIUHUU HI€MEHTOB
¥ ABOUHBIM HabomeHWeM ILIa3Mbl B AHAIA30HE
e BOJH OT 166 10 847 um. CoekrpoMeTpsl KOH-
TpoHMpyOTCH mporpaMMHubiM obecriedernmem iTEVA
w/mnn Qtegra, Kammoe M3 KOTOPHIX ITO3BOJSET OCY-
IECTBJIATH I'PAAYHPOBKY CIIEKTPOMETPA IO OTHOIIIE-
HUAM KOHIIEHTPAIUH.
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YCiaoBus M3MepeHud W [apaMerpbl MCTOYHHUKA
HCII gna cnekrpomerpos iCAP 7400 Duo u iCAP
PRO XP Duo B pexmve TBOUHOTO HAGIIOICHUA
ILIA3MBI IIPUBE/[EHbI HUKE:

Yueno mapanielbHbIX U3MEepeHuH . . . . . . . . . . . 2
Bpemsa unrerpupoBanms getekTopa, ¢ . . . . . . oL . 10
Paconepumurens . . . ... Lo MiraMist
PacnbInurenbHBId IOTOK, I/MUH . . . . . . . . . . 0,60
BenomoraTenbHeIM TIOTOK, A/MUH. . . . . . . . . . . 0,5
OXIamIaoIUi HOTOK, I/MAH. . . . . . . « « . . . . 12
MomnocTs, nogBoguMan k mnasme, Br. . . . . . . 1000
CKOpOCTD BpallleHus IePUCTATBETHIECKOTO

HACOCA, MEH ™ . . . . . . v v v v v e e e 60

J71st OIHOTO PASJIOKEHUs CTAHAAPTHBIX 06pas-
noB mwiemenuTosoro (I'CO 8850-2006) u ruproHO-
poro (I"CO 4087-87) kOHIEHTPATOB, OTHEYIIOPA
xpomuronepuriasosoro tuna XI13 (I'CO 4117-87),
ayaura CIIY-1 (I'CO 4233-88) uccnemosaiu Criias-
JIEHUE C TUAPOKCHUOM JUTHUSA B CEPEOPIHbIX TUTIIAX,
ITpumensnu ruapoxkcun nurua upoussogcrsa [TAO
«XM3» (r. Kpacuospck), cucremsr HotBox 300
(000 «Cubupcrue Amamurmyeckue Cucremsbi»,
r. Kpacuosapck) gia pa6orsr ¢ npobupkaMu BMECTH-
mocteo 110 em?, cepebpanbie Turmm Ne 102-7 1o
T'OCT 6563, mydensubie Imedn ¢ MAKCHMATBHOU
remueparypoi Harpesa He mernee 900 °C.

Hasecku runpokcuna aurua Maccod 1 r u nup-
KOHOBOrO KoHIeHTpara maccod 0,1 r momernanu B
THTENb U NPOBOAWIN CIUIABJIEHNE [IPY TEMIIEPATYPe
720 °C B reuenne 20 mun. ITocne oxnaxpenus tu-
rejib MOMENIAIH B IOJUIPONUIEHOBYI0 HPOGUPKY
Byvectumoctbo 110 em?, nobasnsnu 70 cm® pacrsopa
pasbasaennon HCl (1:5) u 0,25 cm® HF. TIpo6upky
3AKPBIBAJIA  KPBILKOA M NOMEINAId B CHUCTeMY
HotBox 300 opu temmeparype 100 °C mo mommoro
PACTBOpEHHA IUIABHA, KOTOPOE OOBIMHO IIPOJOJIKA-
nock ot 30 o 60 mun. [TonygeHHsi pacrBop nepe-
HOCUJIH B ADPYIYK NPOOGHUPKY WM B IJIACTUKOBYIO
MepHY©0 ko0ia0y m goBopmum ofbeM pacrBopa o
100 cm® pas6asnennoit HCI (1:5).

PacrBopenne WIBMEHHTOBBIX KOHI@HTPATOB,
Te0JIOTHYECKUX 00pa3IoB U OTHEYIIOPOB C BBICOKHUM
COZEePIRAHMEM XPOMA IIPOBOAMIIM II0 TAKOH JKe CXe-
Me, HO CIUIABJIEHUE BBIIOJIHAIU IPHU TEMIEpaType
820°C w mnpum pacTBOpPEHHMH ILIABHA TOOABIISIN
0,1 cm® HF. YBenuuenne TeMiepaTyphbl HEOGXOTHMO
IJISL CILIABJIEHUA XPOMUTA, KOTOPBIU IIPUCYTCTBYET B
GOJIBIIUX KOJMYIECTBAX, B YACTHOCTH, B WJIBMEHUTO-
BBIX KoHIeHTpaTrax. OH He [MOJHOCTHIO IEPEXOIUT B
PAacTBOp, €ciu CIUIABIEHUE IPOBOIUTH [P MEHb-
KX TEMIEePATYPax.

CunaBieHue ¢ TUAPOKCHAOM JIATHS B Cepe-
OpAHBIX THUIIAX MMEeT PAJ IIPEUMYIIECTB 10 CpaB-
HEHUIO C IOMYJSAPHBLIM BAPHAHTOM CIUIABIEHUA C
MeraboparoM JHMTHA B IUIATHHOBBIX THrIAX [9]:
CTOMMOCTH THUIJIEH B3HAYUTEILHO MEHbIe, CTOU-
MOCTh IPUMEHAEMbIX My(eIbHbIX [e4ed — HUKeE,;

BBIINEIAYUBAHNE ILIABA IIPOUCXOAUT CYIIECTBEHHO
ObIcTpee U IPOIIe, TAK KAK He HYKHO II€PEBOJUTH B
pacrBop GoJblipe KOJMYecTBA GOPHOM KHC/IOTHL,
MEHBIIIE YPOBEHD CIEKTPAIHLHBIX HATOKEHUH; II0AB-
JIAETCH BO3MOMKHOCTE Olpeeaenud 6opa B aHAIU3u-
PYEMBIX MATEPUAIAX.

s rpaiydpOBKH CIIEKTPOMETPA MCIIOIb30BAIU
pacTBOPEL, KOTOPhIE I'OTOBWIX W3 LIUPKOHWS, THUTA-
Ha, Margusa, APYTHUX MEeTaJlJIOB ‘{I/ICTOTOﬁ HE MEHee
99,95 % u MHOTO5JIeMEHTHBIX ATTECTOBAHHBIX CMe-
ceti — pacreopoB MIC-1 (COII 15608-2014),
MSC-2 (COIT 15615-2014), MOC-3 (COII 15616-
2014), M3C-4 (COII 15617-2014) upoussojcrsa
000 HIIIT «Crar» (r. HoBocubupck). Pacreopsr
cephl 106aBIAIN U3 (PUKCAHAIA CEPHOU KHCIOTHL

Ob6cykaeHne pe3yabLTATOB

Tlpu amanuze craHgapTHBIX 06PA3NOB KAFKAOTO
TUNA ypaBHeHue 2 Obui0 npeofpasoBaHO Cieny-
OIUM 06pasom.

L8 MUPROHOBBIX KOHIIEHTPATOR:

100 %

CZrO 9 CZr02

Csi0, Chro, Crio, 3

1+ , (4)

CZrO 9 CZrO 9

AJI WJIBMEHHUTOBBIX KOHIEHTPATOB:

Cpo, 100 %

CTi02 CTi02

CAlzo 3 CCaO

1+ , (5)

CTi02 CTi02

AJI OTHEYIIOPOB U I'€OJIOTHYECKUX MAaTepPHUajaioB C
6osbumM cogepsrannem Mg:

CA1203 CCaO CZr02 _ 100 %

1+ = .
CMgO CMgO

(6)

CMgO CMgO

B srux ypaBHeHHAX BCE 5IEMEHTHI 3aIIMCAHBI B
Buze oxcunos: Al,Os, CaQ, ..., TiO,, ZrO,. B cayuae
WJIBMEHHUTOBBIX KOHIIEHTPATOB K€1e30 GbLI0 BKIIIO-
qeHo B hopmyiny 5 B Buze oxcuna xenesa (11, IT) —
F9304.

Hns onpenesieHuss KOMIIOHEHTOB KCIIOIb30BAIH
AHAIUTHYECKUE JIUHUY, YKa3aHHbIe B Ta6ir, 1.

Pesynprarer amammsa cranpaprabix 06pasios
npexcrasiensl B Taba. 2 — 4, MoxHO 0TMETHTH XO-
polee COBIIAAEHUE OIYIEHHDBIX Pe3yIbTATOB ¢ aT-
TECTOBAHHBIME XAPAKTEPUCTUKAMU STHX 00Pa3IOB.
B 10 e Bpems ecth ocHOBaHUA OJIATATH, YTO ATTE-
cTOBaHHOE 3HadeHue maccoBou ponm ZrQ, B I'CO
4087-87 ma camMoM [eJie IPeACTaBIAeT COO0U CyMMy
maccoBbix poiuen ZrQ, m HfO,, koropas 6suta ompe-
nenena B coorsercrsuu ¢ ['OCT 13997.4-84 [10].

Pesynprarer ananusa nokassiBator, yro 8 I'CO
8850-2006 npucyTcTByIOT B 3HAYUMBIX KOJIHUYECT-
Bax CeQO,, MgO, MnO, Nb,Oj, V,05, ZrO, u npyrue
rommouentsl, B ['CO 4117-87 — MnO, P,0;, SO,
TiO,.



46 «3aBoacrasa naGoparopusa. Juarnocruxka marepuanos». 2023. Tom 89. Ne 2, Hacts 11

Tabauma 1. AmanuTryeckre TUHUY 3J6MEHTOB IIPH aHAIN3€e CTaHAAPTHERIX 06pasios Merogom ADC-UCII

Table 1. Analytical lines for analysis of reference materials by ICP-AES

JIluHana BHyTpeHHETO CTAHAAPTA,

O6BexT ananmnsa
0630p TIIIA3MBI

Juaun JNMEMEHTOB, HM

IMupronoBbIE Zr 11 256,887 M, AlT 394,401, Ce IT 413,765, Cr II 205,560, Fe IT 240,488, La II 333,749,
KOHIIEHTPATHI aKCUANbHBIH Mg I1 279,553, Mn I 257,610, Nb 11 309,418, P 1 178,284, Th IT 401,913,
Y IT 371,030
Zr 11 256,887 um, paguansuasir HE 1T 277,336, Si 1 251,920, Ti IT 334,941.
HNnpMmenuToBBIE TiII 284,191 uwM, Call 317,933, Ce IT 413,765, Cu I 217,894, K 1 769,896, La II 333,749,
KOHIIEHTPATHI aKCHATbHBIN Mn IT 257,610, Mo IT 202,030, Na I 589,592, Nb II 309,418, P I 178,284,

S1180,731, Th IT 401,913, V II 292,464, Y II 371,030, Zr II 343,823
TilIl 284,191 mm, paguansusiin Al I 237,312, Cr IT 284,325, Fe I 275,574, Mg I 285,213, Si I 288,158

Orueymopsl ¢
BBICOKUM COZED-
smanuem Mg u Cr

Mg II 202,582 mm, axcnanbueiii P 1178284, ST 180,731

Mg I 279,079 =M, paguaneueiin Al I 394,401, Ca Il 317,933, Cr I1 267,716, Fe II 275,574, Mn 11 257,610,
Sil 288,158, Till 337,280

Tabauma 2. PesymbraTte ananusa I'CO 4087-87 (P = 0,95)
Table 2. Results of analysis of CRM 4087-87 (P = 0.95)

KoMIomenT ArTecroBano, Hatineno, C + A,
Corr £ A, % Macc. % Macc.

Al,0, 1,16 = 0,02 1,14 = 0,03
CeO, — 0,020 = 0,003
Fe, 04 0,081 = 0,004 0,079 = 0,003
HfO, — 1,09 = 0,03
Lay04 — 0,0055 = 0,0010
MnO — 0,0015 = 0,0005
PO, 0,110 = 0,003 0,108 = 0,008
SiO,, 32,3 = 0,1 32,15 = 0,20
ThO, — 0,014 = 0,003
TiO, 0,163 = 0,007 0,158 = 0,010
Y, 0,4 — 0,103 = 0,008
ZrQ, 65,9 = 0,2 65,10 = 0,30

IIpo6memoii oHOMEPHOTO MPOCTPAHCTBA CYIIe-
CTBYWIIIUX METOJOB aHalus3a ABJIAETCA HeBepHad
OLIEHKA HEOIPeJeICHHOCTA WA IOTPeIIHOCTH AT-
TECTOBAHHOTO 3HAYEHHUA, B Kayecrse npumepa
npusepem COII 0276-2015 — CO cocrasa cmasa
nasutaauu — Boabgpam npoussogcrea AQO «Exare-
puHbyprckuil 3aBof M0 06paboTKe IBETHBIX META-
sn0B» (rabm. 5). Merponorudeckue XxapakTePUCTHUKA
6]:IJ'II/I YCTAHOBJICHBI PACYCTHO-3KCIIEPUMEHTAJIbHBIM
METOIOM,

Arrecranmma COII 0276-2015 BrimosiHeHA B II0JI-
HOM COOTBETCTBHH C CYIIECTBYIOIIWUMHU HHCTPYK-
OUAMHA U IIPABUJIAMHA, KOTOPbIE, OAHAKO UCIIOIb3YIOT
OJHOMEPHOE MPOCTPAHCTBO, YTO HPHUBOAUT K OLIU-
60YHOU C TOYKM 3pEHUA [POCTEUIINX PACIETOB H
3IPABOTO CMBICJIA OLEHKE IOTPElIHOCTH ATTeCcTo-
Bauuoro suagexnuns CO — +0,08 %. C yuerom munn-
MAaJIBHO BO3MOKHOH MaccoBor moau W 2,99 % max-
CUMAJIBHO BO3MOKHAA MaccoBad poss Pd cocrasis-
er 97,01 %, u rpaHuIbl a6CONIOTHOU IIOTPEITHOCTH

arTreCTOBAHHOIO 3HA4YEHHA JOJIKHBI COCTABJIATDH
+0,03 %. JlanHBI npuMep KOMIIPOMETUPYET CYyIie-
CTBYIOILYIO CUCTEMY OL[EHKU IIOTPELIHOCTH ATTeCTO-
BAHHOTO 3HAYEHUA.

IIpu amammse meranioB, CILIABOB, reojorude-
CEUX ¥ TeXHUYIECKHX MaTepHualOB U TeM 60J1ee apu
aTTeCTAIINH CTAHIAPTHBIX 00PA3IOB IJIA OIEHKH I10-
TPELIHOCTH WM PACIIMPEHHOM HEeOIIpeesleHHOCTH
He06X0UMO MEepedTH U3 OXHOMEPHOTO IIPOCTPAH-
CTBA B N-MEPHOE, I OIIUGOK CTAHET CyIIeCTBEHHO
MEHBIIIe. JTOT LIEPeXOJ HyEKIAETCH B CO3LAHHUU CO-
OTBETCTBYIOIIEH TEOPHH, OJHAKO, MOKHO BBIIEIUTD
HEKOTOpPbIE OCOGEHHOCTH HOBOM CHCTEMBI OLEHKHU
[IOTPEIIHOCTH PEe3yILbTATOB AHAIN3A.

1. B n-vepHOM OpOCTPAHCTBE BAKHEUITHNM
SIEMEHTOM IIPOCIE}KMBAEMOCTH CTAHOBUTCH CyMMa
COI[ep?KaHHfI ATTeCTOBAHHBIX H HeaTTEeCTOBAHHBIX
KOMIIOHEHTOB, KOTOpas He MOJKeT IPEeBLIIATD
100 %. VvmeHHO 5TO He IIO3BOJIWT CyMMeE ATTECTO-
BAHHBIX MAaCCOBBIX I[OJIefl orpenesaeMbIX KOMIIO-
HEHTOB U HX IIOJONUTEJbHBIX PDACIINPDEHHBIX HEOII-
pPeIeIeHHOCTEH NPUUTH K 34BEeI0MO ONTHOOYHBIM
pesyibraram.

2. NomxHa O6BITH moiaydeHa wHGopmarus 060
BCEX KOMIIOHEHTax 06pasna, maske eciu He BCe OHU
6yIyT ATTECTOBAHEL.

3. B ommomepHOM mpocTpamHcTBe COGIOIAEeTCH
[paBuiIo: 9eM HoJIble MAacCOBas L0 OLPEAeIIeMO-
ro KOMIIOHEHTa, TeM 6oibliie abCoMTHAS OIMHMOKA
onpeznenenud. B n-MepHOM IIpOCTPAHCTBE, HAYMHAA
C OIIpefeIeHHBIX 3HAYEHUW MACCOBOU [IOJH, BO3HU-
Kaer obparTHas CHUTyalmsa: 4eM GosbIle MaccoBas
IO, TeM MeHbIne afCooTHAS OIIUOKA OIpenese-
uus. [loareepsaennem 5TOT0 (haKTa ABIAIOTCA TPe-
6oBanus JIOHIOHCKOM GUPIKK APATOLEHHBIX METAI-
moB (LBMA), npemxbasiseMple K METOAAM OIpee-
seHud 3onora [11], B COOTBETCTBHH C KOTOPBIMU
mas maccoBor monm 3osora 99,500 — 99,900 % mo-
IIyCTUMAA IIOrPEeITHOCTHL OIIpeAeIeHusA CocCTaBasaeT

+0,015 %, a paa 99,900 — 99,980 % — =0,005 %.
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Ta6auma 3. Pesynerarsr amammza I'CO  8850-2006

(P =0,95)
Table 3. Results of analysis of CRM 8850-2006 (P = 0.95)

KoMIOHeHT ArTrecroBano, Haiineno, C + A,
Cor = A, % Mace. % macc.
AL,O4 1,99 = 0,05 2,04 = 0,07
CaO — 0,125 = 0,012
CeO, — 0,132 = 0,008
Cr,04 2,59 = 0,08 2,69 = 0,07
Fe 24,4 + 0,1 24,40 = 0,25
La,04 — 0,065 = 0,005
MgO — 0,80 = 0,04
MnO — 1,25 = 0,07
Nb,O; — 0,082 = 0,008
PO, 0,25 = 0,01 0,26 = 0,02
SO, — 0,48 = 0,04
Sio, 1,24 + 0,05 1,04 = 0,11
ThO, — 0,025 = 0,003
TiO, 56,5 = 0,1 56,40 = 0,30
V.04 — 0,215 = 0,010
Y, 0, — 0,043 = 0,004
ZrO, — 0,67 = 0,03

DakTop CyMMBI BCEX KOMIIOHEHTOB YK€ CerojHs
AOJIKEeH 6]:ITI: HCIIOJIB30BAH IIPpHU arrecranuu CTaH-
JAPTHBIX 06pasIoBs.

3arIoYeHne

Merox ADC-UCII ¢ rpaayupoBKOA IO OTHOIIIE-
HHUAM KOHIEHTPAIUU I103BOJAET CYIIECTBEHHO II0-
BBICHTDL TOYHOCTH ATTECTOBAHHDLIX 3HAYEHWI CTaH-
JApTHBIX 00pAasi0B META/LIOB U CILIABOB, TEXHHUYE-
CKHX U Ie0JIOTHYecKux Marepuanos. s pacrsope-
HHSA 06PA3IOE CIOMKHOIO COCTABA — WIbLMEHUTOBBIX
¥ HUPKOHOBBIX KOHIIEHTPATOB, OTHEYIIOPOB C BEHICO-
KHM COflep:kaHmeM XpoMa — paspaboran criocob
CIUIABJIGHUA C TUIAPOKCUAOM JIUTHAS B CepebpaHbIX
turiax. [lomydeHo Xopolee COBIAICHHUE Pe3yilb-
TATOB AHAJIM34 C ATTECTOBAHHLIMHM 3HAYEHUAMH.
B cramgapraoM o6pasme mupKOHOBOTO KOHIIEHTPATA
arrecroBanuoe 3Hadenue ZrQ, npeacrasifer Ha ca-
mom geite cymmy ZrQ, u HfO,. Ipoussogurenam CO
HEOOXOMMO IIePEXOIUTh U3 OJHOMEPHOTO IIPO-
CTPAHCTBA IIPOCIEKMBAEMOCTH B h-MEPHOE IIpo-
crpancrBo. OmHUM U3 BaKHEAUX (PAKTOPOB TAKOU
MPOCIIEKUBAEMOCTH JO/KHA OBITH CyMMa aTTecTo-
BAHHDLIX U HEATTECTOBAHHDBIX MACCOBLIX I0JIEH KOM-
[IOHEHTOB, KOTOpas He AoKHA npessimars 100 %.
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