OPUMMHANBHbBIE CTATbM / CnvueHna cTaHaapTHBIX 06pa3Los .

= CAMHEHUA CTAHAAPTHBIX OBPA3LIOB /
REFERENCE MATERIAL COMPARISONS

DOI: 10.20915/2077-1177-2017-13-2-37-47
YK 549.08:550.8.08

MEXNABOPATOPHbIE CPABHUTEABHBIE UCMBITAHNA
B MUHEPANOINHECKNX PABOTAX

©E.T. OxoruHa, M. 1. le6enesa, E. A. TopbaToBa

OlBY «Bcepoccuitckuii UHCTUTYT MUHEPATBHOTO Cbipba UM. H. M. ®e10poBCKOro»,
Mocksa, Poccuitckas ®efepauns
e-mail: vims-ozhogina@mail.ru, ORCID: 6603335616

Moctynuna B peaakuuto 20 ntonsa 2017 r., nocne gopabotkn—18 nons 2017 r.
MpunaTta k ny6nukaunu —20 nong 2017 .

Beeoenue. Jlesmenvriocme @I'BY « BUMCy nanpasiena na obecneuenue moyHoOCmMu U CONOCMAGUMOCIU Pe3Yilb-
mamos MuHepaio2o-anaIumudecKUXuccile008aHull, COnPOBOHCOAIOUUX 2e01020PaA36e00UHble U MeXHON02UIecKue
pabomul. Oyenka Kauecmea pe3yibmamosuccie008aHUioCYUecmensemcs Mempoio2uiecKuMy UHCMpymMenmamu,
OOHUM U3 KOMOPBIX ABNAIOMCA MEHCIAO0PAMOPHbIE CPABHUMENbHBIE UCAIMAHUSL.

Lenw pabomet. Llenv mesicnabopamopnuvix cpasnumenvivlx ucnvimanuti (MCH) — oyenxa pezyismamospenmeenocpa-
huuecrozo KoruwecmeeHH020 (haz08020 AHATUZAUCKYCCIMBEHHOU CMECU MUHEPATI08 U NOOMBEPIHCOEHUE MEXHUUECKOU
KOMNnemeHmHoCmu UCHbIMAamenbHuixX 1a00pamopuil.

Memoowt uccnedosanus. I[lopsdok nposedenus MexnciabopamopHblX CPAGHUMENbHbLX UCRLIMANHUIL PA3pabomka
npocpamMMbl U ee ymeepoicoeHue; coop u pecucmpayus 3asa60K om 1abopamopull, JHcelarumux NPUHImMs yuacmue
6 llpoepamme MCH; nodcomoska u eOuH08peMeHHast paccylika 06paszyos 0Jist KOHMpPOJis ¢ CONYMCMEYIOWUMU UHPOP-
MAYUOHHBIMU MANEPUATAMU YHACTHUKAM IKCHEPUMEHMA; CIMAMUCMUYECcKdas 00pabomKa nouyyeHHblx pe3yibmamos;
ogopmaenue, ymaepaicoenue u paccolika 00KYMeHmos, noomeepaicoaiowux yuacmue rabopamoputi. Obpazey 0ns
KOHMPOA npedcmasien 20M02eHU3UPOBAHHOU UCKYCCMBEHHOU CMeCbio MUHePAlos (Keapy, KAOIUHUM, KATbYUM
u nupum). Konmpons mounocmu (kavecmea) pe3yiomamos UCHblmMaHuil OCYWecmeisics peHmeenoepagpuueckum
KOIUYECMBEHHBIM (DA308bIM AHATUZOM.

Pesynomameut. Pe3ynomamor MCH nokazanu 6b1coKuli ypo8eHb KOMNEemMeHmHOCmu UCNbIMamenbHbiX 1a00pamopuil.
Cymmapnwlil npoyeHm cOMHUMENbHLIX U HeY0081emBOPUMEeNbHbIX pe3yibmamos cocmasun menee 11 %, npoyenm
He8bINOIHeHHbIX pasen Hynto. Mescnabopamophvie cpagHumenbHvlie UCNLIMAHUA 8 MUHEPANI02U4ecKux pabomax
ABNAIOMCS BAHNCHBIM UHCIPYMEHMOM O KOHMPOJIA KOMNEMeHmHOCIU UCNbIMAMeNbHbLX 1a00pamopuil.

Kntouesbie cnosa: ucnoitateSibHble naﬁopaTopMM, MemnaﬁopaToprle CpaBHUTENbHbIE UCMbITAHUA, TOYHOCTb M COMOCTA-
BUMOCTb Pe3y/nbTaToOB UCMbITAHWA, 06[)336”, [N KOHTPOJIA TOYHOCTM Pe3ynbTaToB UCMbITAHWA, peHTFeHOFpaCbI/I‘ieCKI/IVI
KOJINYECTBEHHbIN Ct)aSOBbIVI aHann3, MeTponorn4yeckas oLeHka, O)J,HOdZ)&KTOprIVI JUCNEPCUOHHBIN aHaNN3, 04HOPOAHOCTb
WCKYCCTBEHHOW CMECU MIHEPasioB
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Introduction. Activities of FSBI «VIMSy» are aimed at ensuring accuracy and comparability of the results of min-
eralogical analyses accompanying exploration and technological work. Evaluation of the research result quality is
carried out with the help of various metrological instruments, one of which is aninterlaboratory comparison test.
Purpose. The purpose of interlaboratory comparison tests (ICTs) is to assess the results of X-ray quantitative phase
analysis of an artificial mixture ofminerals and to confirm the level of competence of testing laboratories.

Methods. The procedure of conducting interlaboratorycomparison testsis as follows: development of the programme
and its approval; collecting and registering applications from laboratories, willing to participate in the ICT pro-
gramme; preparation and simultaneous sending control samples with accompanying information materials to those
participating in the experiment; statistical processing of obtained results, drawing up, approval and circulation
of documentsconfirming participation of the laboratories. The control sample is a homogenized artificial mixture
ofminerals (quartz, kaolinite, calcite and pyrite). The accuracy (quality) control of the test results was carried out
by X-ray quantitative phase analysis.

Results. The ICT results show a high level of competence of testing laboratories. For unreliable and unsatisfacto-
ry results percentages total less than 11 %, the percentage for unfulfilled results is equal to zero. Interlaboratory
comparison tests in mineralogical works are an important means for controlling competence of testing laboratories.

Keywords: testing laboratories, interlaboratory comparison tests, accuracy and comparability of test results, a sample for
accuracy control of test results, X-ray quantitative phase analysis, metrological evaluation, one-way analysis of variance,
homogeneity of an artificial mixture of minerals

Wcnonb3yemble B CTaTbe COKPaLLEHus

®IBY «BNMC» — GepnepanbHoe rocyfapCTBEHHOE
O0[1XKETHOE YYpexKaeHne «BcepocCnitcknii MHCTUTYT
MUHepasbHoro cbipbst UM. H. M. ®efopoBcKoro»

MCW — mexxnabopaTopHble CPABHUTESbHbIE UCMbITAHUS
YKAPM - cuctema ynpaeneHus Ka4eCTBOM MUHEpanoru-
Yeckux pabot

OK-o06pasey ans KOHTPOnNs

CODC —cTanmapTHbIi 06pasel; ha30BOro cocTaBa

1 CBOWCTB MUHEPAoB

HCAM — Hay4Hblii COBET M0 aHANUTUYECKUM MeToam
MIT—meTomMKa npegnpuaTus

MY —meToan4ecKne ykazaHus

PK®A —peHTreHorpadonyeckmin Konu4ecTBeHHbIN gaso-
Bblii aHaNN3

MIP — MuHncTepcTBO NPUPOLHBLIX PECYPCOB

m «CraHpapTHble o6pasub» T.13. Ne2, 2017

Abbreviations used in the article

FSBI «VIMS» — Federal State Budgetary Institution
«All-Russian Scientific-Research Institute of Mineral
Resources named after N. M. Fedorovsky».

ICT —interlaboratory comparison tests

QMSMW -the quality management system

of mineralogical works

SC—control sample

RMPC —reference material for phase composition and
properties of minerals

SCAM -The scientific Council on analytical methods
EM —enterprise methodology

MI - methodical instructions

Q-PXRD - X-ray quantitative phase analysis

MNR —The Ministry of Natural Resources
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BeegeHune

MwuHepanorunyeckue uccrenoBaHus SBNsOTCH HEOTb-
eMJIEMOI 4YaCTbl0 re0noropasBeoyHbIX paboT Ha TBep-
Oble NONe3Hble UCKOMaeMble, 3WMPEKTUBHOCTb KOTOPbIX
HEeNnoCPeACTBEHHO 3aBUCUT OT Ka4ecTBa NMPOBEAEHHbIX
13MepeHuii. [naBHbIM Tpe60BaHNEM K MUHEPANOrM4ecKo-
MY U3YYeHUI0 ABNSETCA NOMYYEHME NOSTHON, JOCTOBEPHO,
METPOJIOrMYEeCKN OLLEHEHHON N UMEIOLLei HOPUANYECKYI0
CUNY MHADOPMALMM O BELLeCTBEHHOMCOCTABE M CTPOEHUN
FOPHbIX NOPOJ U PYA.

MHoroo6pasue n cnoXHoCTb 06bEKTOB NPUPOJHO-
r0 U TEXHOTEHHOr0 NMPOWUCXOXAEHNUS, NOABEprarLwuxcs
MWUHEPaNorn4ecKMm NCCnefoBaHnaM AN pelleHns pas-
NNYHBIX 3a[a4, TpebyeT NpakTUYeCcKU Bcerga npusneye-
HUS KOMNeKca U3nYecKMx MeTo0B aHanu3a. loatomy
COBPEMEHHbIVi MUHEPanornyeckninaHanna —aTo KOMMIeKc
METOA0B M3YYeHUs FOPHbIX MOPOJ, PYA W TEXHOTEHHOr0
CbIpbS, MO3BONALWMNA NONYYUTb HEOOXOAUMYH U 10~
CTaTOYHY0 UHGOPMALNIO06 UX MUHEPANbHOM COCTaBe,
MOPMOCTPYKTYPHbIX XapaKTepUCTMKAX, peanbHOM Xin-
MWUYECKOM COCTaBe, CTPOEHWUM U CBOWCTBAX ClaratLmnx
X MUHEpPanoB. B aToM KOMNNeKce YBEPEHHO NUAMPYIOT
KONMYECTBEHHbIE METO/bl MUHEPANTIOTMYECKOr0 aHaNn-
3a—PEHTreHorpatnyecKnii, ONTUKO-MUHEPASTOTUYECKUIA
1 ONTUKO-reomeTpuyeckunii [1].Cneayet 0TMETUTb, 4TO
peHTreHorpadynyecknin KONnN4eCcTBEHHbIA (Da30BbIA aHa-
nun3 (PKOA) asnsercsd BefyLWwum MeTOA0M KOJINHECTBEH-
HOro aHanm3a NPUPOAHOTO U TEXHOrEHHOT0 MUHEpPanoru-
YeCKOro cbipba [2—-6].

lnpokoe ncnonb3oBaHne KONNYECTBEHHbIX METO-
[00B MWUHEPanorM4ecKoro aHanuaa B reonormyeckon
1 B CMEXHbIX 0611aCTAX HAPOLHOrO X034MACTBA ONpefe-
nseT Heo6X0AMMOCTb COBEPLUEHCTBOBAHUA 1 PA3BUTUS
CUCTEMbI YNPaBEHNs Ka4e€CTBOM MIHEPANOrMYECKUX pa-
60T (YKAPM), oxBaTbiBatoLLei BCe 3Tanbl paboT 1 BKIIKO-
yarolleil B ce65 HOPMATMBHbIE AOKYMEHTbI, METOANKM
aHanusa 1 cTaHaapTHble 06pasLbl COCTaBa U CBOWCTB
MUHepanoB. HopmaTuBHble AOKYMEHTbI cucTembl YKAPM
pPernaMeHTUPYT HOPMbl NOTPELIHOCTI, NPOLEAYpbl
pa3paboTKu 1 aTTecTauun MeToANK aHanusa 1 nopsagok
MCNbITAHWIA CTaHLapPTHbIX 06pa3LoB (Pa3oBoOro cocTasa
11 CBOIICTB MIHEPAIOB, NPOBELEHNE BCEX BUAOB KOHTPONSA
KayecTBa pe3ysbTaToB aHann3a, TeM CaMbIiM YCTaHABN-
Basi Tpe60BaHMA K Nab6OPaTOPUSM, BbINOSHAOLMM MUHE-
panoruyeckne aHanmsbl[7].

MuHepanoruyeckue uccnegoBaHus nosie3HbIX UCKO-
naembiX NPOBOAATCS B OPraHU3aumax pa3nuyHon BeoM-
CTBEHHOI NPUHAANEXHOCTW, UMEIOLLUX OTANYALOLLNECS
NPUGOPHYI0 N METOAMYECKYO 6a3bl, KAAPOBbIA COCTaB,
Mo3TOMY NPUHUMNUANBLHOE 3HAYeHKEe NPUMOBpeTaeT BHeL-

HUANA6oPaTOPHbIA KOHTPOMb, NPefyCMaTpPUBAEMBbI CU-
ctemoii YKAPM. OpHoit n3 3hheKTUBHbLIX (hOPM BHELL-
Hero KoHTponsa agnstoTca MCU, no3BonstoWwme OLeHUTb
LOCTOBEPHOCTb PE3YNbTaTOB, MOSYYEHHbIX B KOXKA0W 0T-
[eNibHOI nabopaTopun, 1 NONYYUTb MHOPMALMIO O pe-
anbHOM TOYHOCTM METOANK N3MepeHnii B uenom. MClipatot
BO3MOXXHOCTb OLEHWUTb Ka4eCTBO NPOBOAMMbIX U3MEPEHNIA
B flabopaTopusx, NPOBECTN KOPPEKTUPYIOLLME LeiCTBUS
Ans 06ecrnevyeHns eAnHCTBA U3MEPEHUA 1 NOKa3aTb Tex-
HUYECKYIO KOMMETEHTHOCTb TabopaTopuu.

B HacToswee Bpems MCW npoBofsTCH B OCHOBHOM
B aHANNTUYECKNX N1a60PATOPMAX U UCTbITATENbHBIX LigH-
Tpax npu onpeaeneHni 3NeMeHTHOr0 cocTaBa uccnemy-
embix 06pa3uo. MCU ans oueHKU Ka4yecTBa MUHepano-
rM4ecknx paboTt B MUPOBON NPAKTUKE OCYLLECTBAATCS
KpaiHe pefko. Hanpumep, Feonorn4eckon cnyxo6oi
CLUA (USGS) opraHnaoBaHbl CpaBHWUTEMbHbIE UCMbITAHMS
19 KoMnnekca MUHepasnoro-aHaamTuyeckux MeTonoB
n3yyveHunayrns [8], TexHONOrNYeCcKUM LIEHTPOM Kepamuye-
ckux uzpenun n ctekna (GTCV, MopTyranus) npoBefeHbl
MeXNabopaTopHble CPABHEHWS MO rPaHyIoMeTPUYecKoMy
aHanuay nopotuka keapua [9]. B Poccuitickoin ®efepaumn
MCW ans oueHKM Ka4ecTBa MUHEPANOrnyecknx paborax
paHee He NPOBOAUNCS.

Llenb HacToALLEN paboThbl 3aKo4anach B OpraHusa-
umm MCW gns oueHkn KadecTBa pe3ynbtatoB PKOA 1 nog-
TBEPXAEHNS TEXHNHECKON KOMMNETEHTHOCTW UCNbITATE b~
HbIX TA00PaTOPUIA, OCYLLECTBAAIOLUX MUHEPANOTNYECKNE
nccrefoBaHNA NosIe3HbIX UCKOMAEMbIX.

0630p nuTepartypbl

OCHOBHbIM [OKYMEHTOM, PErnamMeHTUpyLnum no-
pALOK WCNONb30BAHMA NPOBEPKN KBaNUUKaLum aes-
TENbHOCTN NabopaTopuin B NpoLecce UX akkpeantauum,
asnsetcad Pykosoactso MexayHapoaHOW opraHn3a-
uMn no akkpegutauuu naéopatopuin ILAC P9:06/2014
«MonuTtnka ILAC no y4acTuto B LesTeNbHOCTM N0 NPOBEPKeE
KBanudukauum» [10].

Tpe6oBaHua K 06ecnevyeHnto KayecTea pe3ynbTaTos
UCMbITAHUA, NO3BONAKOLINX KOHTPONMPOBATL UX AOCTO-
BepHOCTb, onpeaeneHsl n. 5.9 TOCT NCO/M3K 17025
«06Lyne Tpe60BaHNA K KOMNETEHTHOCTU UCMbITATENbHbIX
1 KanubpoBoYHbIX nadoparopmit» [11]u n. 23.11 npukasa
MwuHakoHompassuTus Poccum [12].

IOCT ISO/IEC 17043 «OueHka cooTBeTCTBUS. OCHOBHbIE
Tpe60BaHMA K NPOBELEHWUID NMPOBEPKN KBanuduka-
umn» [13], PMI 103 «locynapcTeeHHas cucrtema obecne-
YeHWs eANHCTBA M3MepeHuid. NpoBepka KBanudgukauum uc-
NbITaTEeNbHbIX (MI3MEPUTENbHbBIX) N1a60PaTOPUI, OCYLLECT-
BNIAOLLMX UCNbITAHWSA BELLECTB, MAaTepnanos 1 06bLEKTOB
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OKpy>XawLlein cpefbl (M0 COCTaBY U (PU3NKO-MeXaHMYe- OueHka ogHopoaHocTh matepuana OKnpoBoaunach
CKWUM CBOMCTBAM) NOCPEACTBOM MeX1ab0paTtOpHbIX CPaB-  CNOCOOOM, OCHOBAHHbLIM Ha MHOTOKPATHbIX U3MEPEHUAX
HUTEJIbHbIX MCNbITaHnil>» [14], P «YnpaBneHne ka4eCTBOM  COLEPXXaHMA KOMMOHEHTOB B HECKONbKUX npo6ax, 0To-
aHANITNYECKUX U MUHepanornieckux pabot. OpraHnsauns  GpaHHbIX CnyyaiiHbiM 06pa3om oT Bcero marepuana OK,
1 NpoBefieHNe MexJ1abopaToOpHbIX CPABHUTESIbHBIX UCMbI- € NOC/eAytoLLeri 06paboTKOM pe3ynsTaToB No cxeme 0f-
TaHuii B nabopaTtopHon cnyxée MIP Poccun» [15]ycTa-  HOMDAKTOPHOrO AUCMEPCUOHHOIO0 aHanusa. iamepeHus npm
HaB/IMBAKOTOOLLME TPEOOBAHUA K KOMMETEHTHOCTM NPO-  OMNpeLeNieHny COCTaBNAIOLLEA NOrpewHoCcT 0T HEO4HO-
BaZiepoB Nporpamm NpoBepKu Keanudukauum, a Takxxe  pogHocTu marepuana OK oCyLlecTBNANNCH PEHTreHorpa-

K pa3paboTke 1 peanun3aLny aTux nporpamm. huyeckum metogom [17].
PeHTreHorpadpuyeckue namepeHus Obinn BbinoJi-
ACNEPUMEHTAJIbHAA YACTb HEHbl Ha aBTOMaTU4YeCKOM PEHTreHOBCKOM Audpak-
Mpouenypa NpUroTosneHUsa n MeToAbl Tometpe X'Pert PRO MPD (PANalytical, Hugepnanabl)
nccneposaHusi o6pasLia Afis KOHTPons C BEPTUKaNbHbIM 0-0 roHNOMETPOM 1 CleaytoLleil KOM-

B ®I'BY «BUMC» paspabotaH OK, npeactaBnsitoLum nnekTauuen: peHtreHosckas Tpyoka PW 3373/00 ¢ Cu-
060V rOMOreHM3MPOBAHHYI0 UCKYCCTBEHHYIO CMecb MU-  aHogoMm (AKal =1,5406 A, AKa2=1,54443 A),
HEepPanoB, COAEPXKALLYH0 KBApL, KAOJIMHUT, KaNbLUUT, NUPUT  NPONOPLUOHANbHbIA LEeTEKTOp, rpaduToBbIA MOHO-
C HE3HA4YNTEesbHO NPUMECHO A0SIOMUTA U TMAPOCAIOAbLL.  XpOMaTop nepen AeTeKTopom. [uameTp roHUomeTpa

[ns coCTaBNEHNs NCKYCCTBEHHON CMeCK UCMONb30Ba- 240 mMMm.
nnce CODC n MoHOMUHEpanbHas dpakuymus KBapua, Bblae- Llenbto oUCNepCUOHHOr0 aHanm3a aBnaeTcs pas-
NeHHas n3 npupogHoro mapianuta (puc. 1, 7aén. 1) [16].  NoXXeHwne CyMMapHOW SUCnepcun pe3ynbraToB Ha 2

13roToBNEHIME CKYCCTBEHHOI CMECU MIUHEPANoB 0CY-  FPynnbl:

LLIECTBNIANOCH BECOBLIM METOLOM (Tabn. 2) [17].
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Puc. 1. CocTaBnstoLine NCKyCCTBEHHOW CMecU MUHepanoB: a—muHepansl CO®Ca; 6 — MOHOMUHepanbHas pakums Keapua
Fig. 1. Components of the artificial mixture of minerals: a— RMPC minerals; b—monomineralic fraction of quartz

Ta6bnuuya 1. XapakTepucTuka MuHepanos
Table 1. Characteristics of minerals

ATTECTOBaHHOE 3Ha4yeHue AGconioTHas norpeLHocTs
Munepan NcTouHuk MaccoBOii 10711 MUHEpanos, anec;gz?:.ugr: Us;a;euuu,
% OTH.
Keapy, MoHoMuHepanbHas dpakuus 100,0 0,3
Kanbunt CO®C 53/91 0CO 262-92 95,0 0,5
Kaonuuut CO®C 40/89 0CO 175-85 82,0 3,7
Muput CODC 16/86 0CO 76-36 100,0 0,1

m «CraHpapTHble o6pasub» T.13. Ne2, 2017
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Ta6nuua 2. COCTaB UCKYCCTBEHHOW CMECH MUHepasios
Table 2. The composition of the artificial mixture of minerals

Copepxanue MoHomuHe- | lpunucanHoe 3Ha4YEeHUE Macco-
Ne MuHepan Macca,r panbHoON hpakymm, BOW 10711 MUHEPANOB B CMECH,
% OTH. % OTH.
1 Keapy 415 83 83,011
2 Kanbunt 50 10* 95+0,3
3 Mupnt 10 2 2,0+0,3
4 Kaonuuut 25 5** 41+0/1

[TpymeyaHne: *MOHOMUHEPANbHARA PpaKLUMa KanbLuuTa COLepXUT 5% AonomuTa, **MoHOMUHepanbHas dpakums kaonuHuta—11%

rMapoCNabl

a) fucnepcuto, 06YCNOBNIEHHYIO CXOAUMOCTbLI U3Me-
peHuin (o2);

6) Aancnepcuto, 06yCII0BJIEHHYIO BO3AE/CTBUEM HEOA-
HopoaHocTn matepuana 0K (af,o). Mpu ogHOaKTOPHOM
AWNCMEPCHOM aHanm3e CyMMapHas norpewHocTb onpejae-
neHns (aé) CKNaJblBAETCS U3 COCTABNALLNX:

2 2 2
62 = O-cx + O-HO‘ (1)

[lnq pacyeta oLeHMBAEMbIX AUCNEPCUiA HEO6X04MMbI
CNeayLINe BbIYUCTIEHNS:
a) CyMMa KBaJipaToB BCEX [laHHbIX:

K n
S, =22 @
i=1 j=1
rae x,— eAUHNYHOE ONpefieneHme, K—Kkonn4ecTso cyyaii-
HbIM 06pa30M 0TOBPAHHBIX NPO6, 72— KONINYECTBO Napas-
NenbHbIX U3MEPEHUIA;
6) cymma KBaZipaToB UTOrOB N0 CTpOKaM, Aenmmas
Ha YNC0 NapansiefibHbIX ONpeaeNeHui:;
35 x?
S, === 3)
n

B) KBapar 06LLero UTora, AefieHHblil Ha 06LLee Y1ucno

NaHHbIX:
K 2
(Zx)
5, == (@)
°n

r) x —obLiee CpefiHee BCEX Pe3ynbTaTos (x,):

DI

X..
— i=1 i=1 YU
X = %.

Kon ()

[increpcus o;xapakTepusyeT paccesHne pesyinb-
TATOB aHaNnn3a OTAeNIbHbIX NPO6 OT 06LIEr0 CPEAHEro
pesynbrara:

z_Sz_S3

Tk (6)

[MCrepciuio o5, XxapakTepuayIoLiLyto CXOAUMOCTh 3Me-
PEHUI, PAaCCYUTBLIBAIOTCSA MO POPMYNE:

2 2 _ Sl_SZ

0, =0 m

YT06b! OLLEHNUTb, 3HAYMMO NK JuUcnepcus 012 NpeBoCXo-
[T AUCNEPCUIO o5, BBIYUCTIAIOT OTHOLLEHIE F 0. W CpaB-
HUBAIOT ero ¢ TabNUYHbIM 3Ha4YeHneM F-Kputepus, npu
ypoBHe 3HayumocTn a.=0,05 nnn 00CTOBEPHON BEPOATHO-
¢t P=0,95 n uncne cTeneHeit cBO60AbI ( /)CpaBHUBAEMbIX
aucnepenin f; =K—1, f, =K (n—1).

Ecnun F SFM , TO B 3TOM CNly4ae abCoOMOTHOE

(7)

pacu.

1l OTHOCMTENbHOE 3HAYEHINS BEPXHEI FPaHuLbl napameTpa
HEOAHOPOHOCTY onpefenaTcs no gopmynam (8) u (9):

F/i,,z,a -1 2
O-HO,max = T ® O-cx, (8)
o
O oy == *100%. 9)

BenninHy napameTpa HEOAHOPOAHOCTHU (0 ,)
WA BEPXHIOW rpaHWLy napameTpa HeoJHOPOJHO-
CTN (G410, max,) CPABHUBAIOT C BENNYNHON oy, [lonycTumble
3Ha4eHns napameTpoB HEOJHOPOAHOCTI pacnpeaeneHus
MuHepanos B matepnane OK (o, ,) He AOMXKHbI NPEBbI-
watb 0,33+, ,, TA€ 0y .~ AONYCTUMbIE OTHOCUTENbHbIE
CpefiHEKBaAPATUYHbIE OTKIIOHEH!s COTNacHo TPe6oBaHN-
AM K TOYHOCTM KONINYECTBEHHOTO (ha30BOr0 MUHEepanoru-
yeckoro aHanusa [18].

Pe3ynbrathbl U UX 06Cy>XaeHue

Mporpamma MCU MCKyCCTBEHHOW CMeCKH MUHEPanos
3aperucTpupoBaHa pa6oyum annapatom [lpoBaigepa
MCW ®TBY «BMMGC» nog Homepom MG Ne 4.3/2016-
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ICM «lckyccTBEHHbIE CMECK MUHEPanoB». B nporpamme
NPUHANKM yqacTue 7 nabopatopuint pa3HbiX BEJOMCTBEH-
HbIX NPUHALNEXHOCTeN. B Kaxayto nabopatoputo 6bi1o0
HanpasneHo no 1 aksemnnapy OK. CornacHo MHCTPYKLUK
MO BbIMOJSIHEHUIO aHann3a Heo6xoaMMO 6bII0 NPOBe-
CTU 2 U3MepPeHNs yKasaHHbIX Nnokasarteneii B yCloBMAX
BHYTPU1a6opaTopHOMNPELN3NOHHOCTMU.

Mpu nposefeHun PKOA nabopatopun-yyactHuku MCU
1Ccrnonb3oBanu 060pyL0BaHNE N METOLNKN, MEPeYUCneH-
Hble B Ta6N. 3.

Pe3ynbTtathbl KOHTPONA rPaHyNsPHOro cocTaBa mMare-
puana OK mMeTofOM ONTUKO-reOMETPMYECKOro aHannaa
B YeTbIpeX napannensx npescraBneHbl Ha puc. 2.

PesynbTatbl ANCNEPCHOr0 aHann3a npeacTaBlieHsbl
B Tabn. 4. [ony4yeHHble pe3ynbTaTbl NO3BOMANIN CAENATH
3akno4eHne 06 ogHopogHocTu matepuana OK.

[aHHble aHanusa gns nopoaoo6pasyoLnx MuHepa-
noB oTHocATcA K Il KaTeropun TOYHOCTHW, a ANA Kaosn-
HUTa—K VKaTteropum To4HOCTW. JonycTumoe cpefHee
KBapaTU4HOE OTKIOHEHNE AN MUHEpanoB COCTaBASAET:
kBapua—4%, kanbuuta-—12 %, nuputa—14 %, KaonuHu-
Ta—-50% [18]. CTabUNbHOCTb aTTECTOBAHHbIX 3HAYEHMIA
MaccoBO 10N MUHEepanos obecneynBanacb PU3NKO-XNn-
MUYeCKOI ycTon4MBocTbi0 MuHepanoB OK. Macca 1 3k-
3emnnapa matepmana OK coctasnset 10 r, 4T0 ABNAETCS
[0CcTaTo4HbIM Ans nposeaeHus MG,

Ta6nuuya 3. [IpM6OPHO-METOANYECKOE OCHALLEHWe nabopaTopui-yyactHuy MCU
Table 3. Instrument and methodical equipment of laboratories participating in interlaboratory comparison tests

Homep
naopatopi Wcnonb3yemoe o6opynoBanue [pumeHsieMble anropuTMbl U METOUKU
1 OndppakTomeTp peHTreHoBcknii SHIMADZU Kofin4eCTBEHHbIN pacyeT ¢ UCNONb30BAHNEM
XRD-6000 nporpammuoro npoaykta SIROQUOANTVersion 4.0
9 OudpakToMeTp PEHTreHOBCKMA KoSin4eCTBEHHbIN pacyeT ¢ UCMNOb30BaHNEM
XRD-7000 nporpammHoro npoayktaSIROQUOANT
[IUhPAKTOMETD PEHTTEHOBCKMF MY HCAM Ne 21 «PeHTreHorpadu4eckuit
3 ART X'TRA KOJIN4ECTBEHHbI (DA30BbIA aHANU3 C UCMNONb30BaHNEM
MeTOo4a BHYTPEHHEro cTaHgapTa»
[UhPaKTOMETP PEHTTeHOBCKMA MY HCAM Ne 21 «PeHTreHorpaduyeckuit
4 XRD- 7000 KOJIM4ECTBEHHbIN (Pa30BbI aHANU3 C UCNONb30BAHNEM
MeTO[la BHYTPEHHEro cTaHgapra»
5 [unpakTOMeTp PEHTIeHOBCKIN MeTon PutBenbaa ¢ Ncnofib30BaHUEM NPOrpaMMHOro
Maxima XRD-7000 npoaykta SIROQUANT Version 4.0
6 JundpakTOMETp PEHTreHOBCKII MIM-03/P®-2015 «PeHTreHorpacuyeckmnii oas3oBsbiii
D2 PHASER aHann3 0cao4HbIX FOPHbIX NOPOa»
b Lo Knaccbl Copepxauue,
. . y: ’ KPynHocTH macc. %
P 7 -0,25+0,125 0,00
; -0,125+0,074 0,00
. -0,074+0,044 2,94
. - : -0,044+0,022 9,88
' . - E -0,022+0,01 37,03
LEY gy, : -0,01+0,005 34,38
@ L & 001 » -n_m;ﬂw;.;‘o.ur- 0,13 » ~0,005+0 15.76

Puc. 2. PeaynbTarhl ONTUKO-reOMETPUYECKOr0 aHann3a UCKYCCTBEHHOM CMECU MUHEPaoB No 0AHOMY ONPEe/eneHuIo: a—MUKpO-
(hoTorpachust npenapara B NpoXoAsiLLem CBeTe, 6 — rucTorpamMma 1 TabauLa pacnpeneneHnsa MaccoBoro rpaHynapHoro cocTasa
M0 KNaccam KpynHocTy

Fig. 2. The results of the opto-geometrical analysis of the artificial mixture of minerals by one definition: a—micrograph of the drug
in transmitted light; b —the bar chart and the table showing distribution of the mass granular composition by size classes
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Ta6nuua 4. Pe3ynbtartbl 04HOMAKTOPHOIO ANCNEPCUOHHOMO aHann3a

Table 4. The results of variance analysis

Munepan
KBapu, 4 1,28 1,32
Kanbuut 12 0,23 2,59 3,96
Muput 14 0,07 3,45 4,62
Kaonuuut 50 0,32 6,94 16,50
Pe3ynbTaTtbhl MeXabopaTopHbIX X-C
CpaBHUTENbHbIX UCMbITAaHUA Z= G( A )
il

Pesynbratel MCW B rpacpuyeckoin MHTepnpeTaLmm npu-
BeJIEHbI Ha puc. 3.

06paboTKa 3KCNepUMEHTaNIbHbIX AAHHbIX, NOMY4YeH-
Hbix Npu nposefeHun MCW, npoBejeHa B COOTBETCTBUY
¢ Tpe6oBaHmamu PMI 103 no anroputmy OLEHKM Kaye-
CTBa Pe3ynbTaToOB UCMbITAHWIA NPU NPOBEPKE KBANM K-
Kauum ncnbiTaTenbHbIX 1a60paTopuii C UCNONb30BaAHNEM
Z-NH[EKCOB.

[ng KaXKaoro nosiy4eHHoro 0T UCMbITaTeNbHOM 1ab0o-
patopumn-yyactHuubl MCW cpefHero 3Ha4eHns BbIYMCNEHO
3Ha4YeHne Z-nHpeKca (Z) pesynbrara UCnbiTaHuin no cnemy-
toulei popmyrne:

OnpenenaesMas XapaKTepRCTHER (MHHEPAJT):
KBapi

90,0

BBl e, mcmcmccccccccccecce=-
£6,0

~ 840 * - ¥ *
E R0 *
800

TED e e m i i o

ThH, 0

Pemnabrar anaiinsa, Maccosan
T, Ve

NMindp Aafoparopan

OupeneseMan SapakTepHeTIE (MURepan):

= KA/ ITHHHT
E 10,0
g
E 8.0
4
z if 6.0 +
E = * *
4 E 40 #
£ * * -
20
3
2 00 e — — — — ————————————
& ] 1 ) 3 4 5 F 7
-
Lovs Madgp nadoparopan

rae X — pesynbTar UCMbITaHWiA, MONYYeHHbIRA OT laboparo-
puu, NpeAcTaBnALWLMA CO60M cpeaHee apuPMeTnieckoe
3HayeHue pe3ynbTaToB ABYX NapannenbHbiX OnpeseneHui;

C — npunncaHHoe 3HavyeHne OK ans onpeaensiemMoro
nokasarens;

o(Aj) - cpeHee KBaApATU4ECKOE OTKIIOHEHME J0My-
CKaemoit norpelHocTy, pasxoe A /2;

A - nonyckaemasi NorpeLuHoCTb —3Ha4eHne xapakTe-
PUCTUKM NOTPELIHOCTM, YCTAHOBMEHHOE )19 METOAUKI UC-
MbITAHWIA, COOTBETCTBYHLLIEE MPUNNCAHHOMY 3Ha4eHuto OK.

3aKJl4eHne 0 Ka4yecTBe pe3ynbTaToB WUCMbITAHWUI
KOHTPOIMPYEMOro 06beKTa N0 KaXA0MYy ONpefeNisemMo-

Ounpenenseman XapaKTepHcTHED (MBHEpa):

§ KB

= 13,0

-

E I e sss s s s s s s s s s s s s s s

s 110 * =

EFT . *

ZE o0 + = .

FE s0

= JIp — TS SSSSsSmssssssssssses

R

E' o | 2 k] 4 5 6 1

Ee ingp anGoparopnn
Onpeneineran XapakTepucTuga (MuHepan):

3 NHPHT

30

- I e S OO ST

S - e

T - -

is :

Y18 s e e st e ey

4 E 4

- 1.8 . “

E 0s

- 0.0

2 0 1 2 i 4 4 & 7

Wlndp anboparoepamn

Puc. 3. Tpachuku pacnpeaeneHins nony4eHHbIX Pe3ynbTaTos UCTbITaHWi. MyHKTUPHOI nuHreih orpainden nitepsan (C £ A ), B KOTOPOM
PE3yNbTaThl aHANM30B NPU3HAHBI YA0BNETBOPUTENbHBIMUA (A = 1,96 G,), CNNOLWIHOIA NMHWEN 0TMEYEHO NPUNMCaHHOE 3HaveHne OK

Fig. 3. Graphs showing distribution of the obtained test results. A dashed line indicates the interval (C = A ) in which the analysis results
were found to be satisfactory (A, = 1,96 ); a solid line shows the assigned value of the control sample
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MY NOKa3aTesto NPUHATO HA OCHOBE CPABHEHUS 3HAYEHUS
nHaekca |Zl ¢ ycTaHOBJIEHHbIMU HOPMATUBAMU KOHTPOSS
2,01 3,0:

—npu Izl < 2,0 Ka4eCcTBO Pe3ynbTaToOB UCMbITAHWA NPK-
3HAIOT Y 0BJIETBOPUTENbHbIM;

—npmn 2,0 < Iz < 3,0 Ka4eCTBO Pe3yNbTATOB UCMbITAHUNA
NPU3HAKT COMHUTENIbHBIM U NOAJNIEXALLUM LOMONHUTESTb-
HOW NPOBEPKE;

—npu Izl > 3,0 Ka4eCTBO pe3ynbTaToOB UCMbLITAHNA NPK-
3HAKOT HEY0BIIETBOPUTENbHbIM.

B peaynbTate CTaTUCTUYECKO 06PabOTKN AAHHbIX,
NpeLCTaBlIeHHbIX 1a6opaTtopusMu-yqactHuLamu, 6oina
NOCTPOEHa AnarpaMma Konn4ecTBEHHOr0 COOTHOLUEHUS
pe3ynbTaToB aHanu3oB, NPU3HAHHbIX YAOBIETBOPUTENb-
HbIMU, COMHWUTENbHbIMU, HEYL0BJIETBOPUTESIbHBIMU N He-
BbINOJIHEHHbLIMU, NPUBEJEHHAA HA pUC. 4.

CyMMapHbIA NPOLEHT COMHUTESNTbHBIX U HeYL0BNETBO-
pUTESIbHbIX pe3ynbTaToB coctasun mMeHee 11 %. MpoueHT
HEBbINOMHEHHbIX PABEH HYMI0 —BCE NabopaTopmu BbINos-
HUMWN U3MEPEHUSA N0 BCEM 3a[aHHbIM NOKa3aTenam.

HeynoBneTBopuTeNbHbIE 1 COMHUTENbBHbIE PE3YNbTAThI
Nony4eHbl TONILKO NPU ONpejesieHn CoLepXanus nupu-
Ta—[0N9 Y40BETBOPUTENbHbLIX PE3YNbTAaTOB COCTABAET
BCero 57,1 % (puc. 5), No ocTanbHbIM MUHEpPanam nosyye-
Hbl YLOBNETBOPUTESIbHbIE OLLEHKN.

Heyn0BneTBOPUTENbHbIE Pe3yNbTaThl NpU Onpeje-
NEHUN NUpNUTa CBA3AHbI C NPUMEHEHNEM PA3HbIX Bapu-
aHToB MeTofa PKDA. MakcumanbHble NOrPELIHOCTH

B Y IoRTeTBOPHTENLHD
B HeynoaneTeopi TenkHO
He prinonnens

B CoMMITEIBHO

Puc. 4. CooTHOLIEHME PE3YNLTATOB peanu3aui nporpaMmmbl
MCI Ne 4.3/2016 - ICM

Fig. 4. The ratio of the results of the program No.
4.3/2016 - AMM

noJlyyYeHbl Npu BbinoHeHM PKOA Ha andpaktomeTtpe
XRD-7000 ¢ ucnonb3oBaHnem nporpaMmMHOro npoaykra
SIROQUANTVersion 4.0, a Takxxe BblOpaHHO# MeTOAN-
ku MM-03/P®-2015 «PeHTreHorpauyeckuit (0asosblil
aHann3 0Cafo4HbIX TOPHbIX MOPOL».

Mo utoram cHopMUpPOBAH OTHET MO peannsaynmn
Mporpammbl MCIU Ne 4.3/2016 — ICM, copepxalyui
CBOJIHbIE TABNMLbI M FpadMKKM C pe3ynbTaTamMin y4yacTtus
BCeX n1abopatopuit, NCnosb3yemble METOAUKN U METOLbI
aHanu3a, gnarpaMmbl KONM4ECTBEHHOr0 COOTHOLIEHMSA
pe3ynbTaTOB aHANM30B, NPU3HAHHbLIX YAOBMETBOPU-
TeNbHbIMU, COMHUTENbHBIMW, HEYA0BAETBOPUTEbHbIMU
W HEBbIMOJTHEHHbIMU KaK B Lenom no lporpamMme, Tak
W OTAENbHO N0 OonpejensieMblM KOMNOHeHTaM. B cBa-

2 1000 7

g ;

=

2 800 |

ﬁ ——

E 60,0+

=

5 W— N—

E- /

E- 400 |

] 200

=

=]

=

00 £ . -
Keapu B ankmim K aommHiT [mparr

| ¥ He Bamnonseno i 0.0 0.0 0,0 0.0
= Heynowersopienso| 0,0 0.0 0.0 286
B CoMHHTENBEO | 0,0 0,0 0,0 14,3
B Y IORTETROPHTENBHD 1000 100,10 1000 57.1

Puc. 5. CooTHOLWEHNE pe3ynbTaTOB aHANM30B M0 ONPeAensemMbiM MUHepanam
Fig. 5. The ratio of the test results for specific minerals
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31 C TeM, 4TO Pe3ynbTaThl UCNbITAHNIA, NOYYEHHbIE
yyacTHukamu MCU, n oueHKa Ka4yecTBa 3TUX Pe3yb-
TaToB ABNAKTCA KOHPULEHLNANBHON MHOPMaLnei,
KOTOpas 6e3 cornacus nabopatopun He MOANEXUT pas-
rnaweHunio, B CBOAHOM OTHETe Ha3BaHuUsa naboparopuii
He pacKpbiBaKTCA, a NPUBOAATCA NOA KOLOBLIMU HOME-
pamu (Wwndpamu). 3T0 OAMH N3 OCHOBHbIX MPUHLKUMNOB
nposeneHus MCI.

Takum o6pa3om, no okoH4aHuu Mporpammel MCU
KaXXAblA YHACTHUK MONYYMA CNEAYIOLWNA KOMNNEKT
NOKYMEHTOB: CBMAETENbCTBO y4acTHMKAa MCU, 3aknto-
YeHME M CBOJHbIA OTYET N0 pe3ynbTaTam y4actus nabo-
paTopumn ¢ yKazaHmem TONbKO COOCTBEHHOTO KOJOBOMO
HOoMepa.
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