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PaboTa BhIMoOJIHEHA B L[eHTpe KOJUIEKTMBHOTO TMOJIb30BaHUs «I €oMHAMUKA M T'€OXPOHOJIOTHS
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OBIIAS XAPAKTEPUCTUKA PABOTHI

AKTYaJIbHOCTH PadoThI

Pynbr siBnsitoTcs crenu(UYECKUMU U CIOKHBIMH OOBEKTaMH aHallu3a, 4TO OOYCIIOBIEHO HX
pazHooOpa3HbIM (ha30BBIM COCTaBOM, BHICOKMMH BapUAIUsSMU COJCPKAHUN KaK METPOTEHHBIX, TaK U
PYAHBIX 3J€MEHTOB. I ONpeesIeHHs DIIEMEHTHOIO COCTaBa Py HapsAay € KJIACCUYECKUMU METOJAMHU
XUMHYECKOTO aHammn3a (BECOBBIMH U OOBEMHBIMH) IIMPOKO HCTONB3YIOTCS (DU3HKO-XUMUYECKUE H
(buznYecKrue METO/IbI aHAITN3A.

PacnipocTpaH€HHBIM METO/IOM OTPEAEIICHUS DIEMEHTHOTO COCTaBa re0JIOTHUECKUX 0OOBEKTOB, B
TOM YHCJIC Pa3JIMYHBIX TUIOB PYH, ABIsieTCs peHTreHodmyopecuenTHslii anamu3 (POA). Meroq POA
obOecrieyuBaeT KOJMYECTBEHHOE OIpeAeNieHne MIMPOKOTO Kpyra »dJEeMEHTOB, KaK OCHOBHBIX
MOpoI000Pa3yIOIINX W PYIHBIX, TaK W MHKPODIEMEHTOB. DTOT METOJ, Kak IPaBHIIO, TpeOyeT
MPOBEACHUS TPYIOEMKHAX TPAaTyUPOBOYHBIX TPOIEAYp M Yy4deTa MaTpPUYHBIX JPPEKTOB C
HCIIOJIb30BaHUEM O00pa3I0B CpPaBHEHMS, COOTBETCTBYIOUIMX COCTaBy aHalU3UpyeMbIX Mpo6. [l
Ka)KJ0TO THIAa Py HEOOXOMMO UMETh CBOM crieliupruecKuii Habop TpagyupOBOYHBIX 0OPA3IOB.

PentrenoduryopeciieHTHasi CIIEKTPOMETPHs C MOJHBIM BHEIIHUM oTpaxkeHuem (PDA T1BO) —
BapuaHT ’HeproaucnepcuoHHoro POA. JlocrouncrBamu PDA T1BO siBnsirorcs 6osiee HU3KHE MPEACITbI
oOHapy)XeHHUs MO CPaBHEHHUIO C TpaaAULUOHHBIM PDA mu3-3a HEBBICOKOTO YpOBHS ()OHA B CIEKTpE,
00yCIOBIEHHOTO paccesHUeM MEePBUYHOTO PEHTIEHOBCKOTO U3NyuYeHus. [ paTyupoBKa CIIEKTpOMETpa C
UCIIONIb30BaHUEM CTAaHAAPTHBIX PACTBOPOB AJIEMEHTOB U IPUMEHEHHE ClI0c00a BHYTPEHHETO CTaHIapTa
ynpomaet nposeneHue POA T1BO. /[ ananmm3a TBepaAbIX 00pas3IoB 4aCTO UCIIOB3YIOTCS JBa CIIOc00a
MpoOONOATrOTOBKM: TEPEBO B PACTBOP C MOMOIIbI0 XUMUYECKHX PEAKTUBOB U IPUTOTOBICHHE
cycrnensuu. [lepeBoa mpoObI B pacTBOp MO3BOJISIET YCTPAHUTH BIUSHUE pa3Mepa YacTUIl H IPUTOTOBUTH
W3JIy4yareidb B BHUJAE «TOHKOTO» H3JIyYalOLIETro CJIOS, YTO MPUBOJUT K MHUHUMHU3ALHUHM MaTPUYHBIX
s dexToB. HekoTopbie MUHEpaIIbl, BXOASIINE B COCTAB Py, OTIUYAIOTCS BHICOKOH YCTOWYHMBOCTBIO K
KHCIIOTaM, MO3TOMY [JIsl TIOJTHOTO TIEpeBEIeHHsS MPOOBl B PACTBOP HEOOXOAMMO MPUMEHEHHE psaa
CJIOKHBIX TPYIOEMKHX XUMHUYECKUX TPOLEAYp. AJNBTEepHATHBHBIM CIIOCOOOM IOATOTOBKH TBEPIBIX
o6pa3noB k POA T1BO sBisieTcst IPUTOTOBIEHUE CYCTICH3UH U3 IMOPOIIIKA aHAM3UPYEMOTO MaTepHaia.
OtoT crnocol TpedyeT MUHUMAaIbHOW 00pabOTKH MPOOBI, OJHAKO PE3YNbTaThl aHAM3a CYLIECTBEHHO
3aBUCAT OT TOMOT€HHOCTH U CEIMMEHTAIIMOHHOW YCTOMYMBOCTH CycrieH3uu. [[s1 pyaHbIX 00pas3ioB
[PUIOTOBIIEHUE CTAOWIBHOM CyCHEH3WM 3aTPYAHEHO M3-3a MX BBICOKOM IwioTHOCTH (>3 r/em?).
W3BecTHBI eIMHUYHBIE pa0OThI, B KOTOPBIX OMUCAH CIIOCO0 OMpeesIeH s 3JIEeMEHTHOTO COCTaBa MEIHBIX
YU MEIHO-UMHKOBBIX pya MeTogoM PDA TIBO B HeBogHbIX cycneH3usx. OneHka BO3MOKHOCTEl POA
[IBO auist apyrux TUnoB pya TpeOyeT NonoJHUTeIbHOTO u3yueHus. [Ipu moarotoBke npod HEOOXOANMO
YYUTHIBATH MHOTOKOMIIOHEHTHBIN (pa30BbIi (MUHEPAJIbHBIN) COCTaB U HEOJIHOPOAHOCTh paclpeesieHus
PYIHBIX MUHEPAJIOB, KOTOPBIE MPUBOIAT K MpodIeMam, CBI3aHHBIM C MOATOTOBKON MPEICTaBUTEIbHON
MOPOIIKOBOW MPOOBI, OTOOPOM aJNMKBOTHI CYCIIEH3MH U €€ HAHECEHHEM B BHJIE «TOHKOTO» CJIOS Ha
MOUIOKKY -OTpaxaresib. [Ipu onpeneneHun 3JeMEHTOB B pa3HbIX TUIIAX PYI BaKHO OLIEHUTh MATPUYHbBIE
3¢ GeKThI, IPUMEHUMOCTh CII0C00a BHYTPEHHETO CTAHAAPTA U BIUSHUE CIIEKTPATbHBIX HAallOKEHUH.

Leab padoTsl cocTosia B pa3paboTKe METOAMYECKHX [T0/IX0/10B [P ONPEAETICHUH 3JIEMEHTHOTO
COCTaBa Py/, TAKUX KaK OKCHUIHBIE JKEJIE3HbIC U MapTaHIIEBBIC PYIbI, CyIb(UIHbIE MEIHO-HUKEIICBBIE
PYyABI U KeJie30MapraHieBble KOHKpennu, Mmetoom POA TIBO.

JIis 1oCTHKEHUS TOCTABICHHOM 11eJTM HEOOXOAMMO PEIIUTh CIASIYIONINE 3aAa4Hu:

1. M3yunth (hakTophl, BAMSIOMKE HAa TOYHOCTH OMPEACIICHUS AJIEMEHTHOTO COCTaBa pyi,
IIPUTOTOBIIEHHBIX B BUJE cyclieH3uil, metogqom POA TIBO;



2. BeiOparh onTHManbHBIM CHOCOO MPUIOTOBJIEHUS CYCHEH3MM, 0OecreynBaronuii
paBHOMEpHOE paclpe/ie/ieHe BHYTPEHHEro CcTaHAapTa U MUHHMMAaJbHOE BIMSHHE pa3Mepa 4YacTull
aHaJIM3MpyeMoi TPoObl Ha aHAMTUYECKUI CUTHAIT,

3. Ouenuth 3(pdexTuBHOCT crmoco0a BHYTPEHHETO CTaHAAapTa NPU aHAIMU3E PYIHBIX
00pas31oB B BHJIE CYCIICH3UI U TPEJIOKUTH CIOCOOBI yueTa CIIeKTPATbHBIX HAIOKCHHH /17151 TOBBIICHHUS
TOYHOCTH KOJIMYECTBEHHOTO OMPEEIICHHUs DIEMEHTOB B PyAHBIX 00pa3max metogom PDA T1BO;

4. [IpoBecTn ampoOanuio MPEANOKEHHBIX METOJAUYECKUX TMOAXOJ0B C IMOMOIIBIO
CTaHJAPTHBIX O0pAa3IOB COCTaBa pPA3HBIX TUMOB pPyd M IyTEM Yy4YacTHS B MeEXJIa0OpaTOPHBIX
CIIMYUTEIHHBIX UCTIBITAHUSX.

Hayunasi HoBU3HAa

1. [Tonmy4yeHsl OLIEHKH 3HAYEHUI MOBEPXHOCTHOW IUIOTHOCTH «TOHKOI0» HEHACBILIEHHOTO
W3Ny4yaTenss W3 BBICYNICHHOW CYCIIEH3HH Ha TIOJIOKKE-OTpakarele ¢ y4eToM KO3 (UIIMEHTOB
ociallieHusi  PEeHTreHO(IIyOPECLUEHTHOTO U3IYyYEHHs aHaJlMTa W BHYTPEHHETO CTaHJapTa,
PACCUMTaHHBIX IS M3Y4YaeMBIX PYH, COCTaB KOTOPBIX MoaenupoBanu nuputoM (FeS;), mupomrozurom
(MnQO3), maraetutom (Fe304);

2. Pazpaboran cmoco6 mnpuroroBienus cycneHsumii k P®A TIBO, ocHoBaHHBIH Ha
M3MENBYCHUH TOPOIIKOBBIX Mpo0 B BOAHOW cperne ¢ J00aBlIeHHEM BHYTPEHHErOo CTaHIapTa, U
MTO3BOJISIFO LI TOJyYUTh MOHOMOJIAIbHOE PACIIpe/iesieHne YaCTUI] CO CPEAHUM pa3MepoM 2 -6 MKM;

3. [Ipennoxken cnocod, OCHOBAHHBIM Ha 3KCTpAKLIMU XKeme3a, 1 onpenenenus Ti, V, Cr,
Mn, Co u Ba B Xene3HbIX pyaax, a Takke anpoOUpOBaHbl JONOJHUTENbHbIE I'PaJyUPOBOUYHBIC
npouenypsl 1 Ti, Fe, Co, Ni, Cu, Zn, As, Ba, La, Ce u Pb B kene3oMapraHiieBbIX KOHKPELIHIX H
KOPKax C LEJIbI0 YCTPaHEHHUs WJIM YMEHBIIICHHS CIIEKTpalbHbIX HajoxeHui B POA [1BO;

4. Pa3pabotan crioco6 onpenenenus S (2,8-36 macc. %), Ni (0,4-5,3 macc. %) u Cu (0,7-26
Macc. %) B BOJHBIX CYCICH3MIX CYIb(GUIHBIX METHO-HUKEIEBBIX Py U MPOBEeHa ee anpolanus npu
y4acTUU B MEKIA00PATOPHBIX CITUYUTEIBHBIX UCITBITAHUSX .

I[IpakTHyeckasi 3HAYMMOCTH

PazpaGoTanHble MeTOAMYECKHE TOIXOABl HCIOIB30BAHBI I SKCIIPECCHOTO OIpeIeIcHUs
IUPOKOTO Kpyra 3JEMEHTOB B pydax pa3HooOpa3Horo cocrtara. lIpemiokeHHBIC TOTIOTHUTEIBHBIC
rpagyupOBOYHBIE MPOUEAYPHl MO3BOJISIIOT MPOBOAUTH AaHAINU3 PYA C UCIOIB30BAHUEM MHUHHMAJIbHOTO
KOJIMYeCcTBAa CTaHAApPTHBIX 00pa3noB. Crnoco0 CBEPXTOHKOTO HW3MENBYCHHsI TOPOIIKOBBIX MPOO
MO3BOJISIET TOJYYUTh CTAOWJIBHYIO CYCIIEH3HIO C PAaBHOMEPHBIM pacHpeelieHHEM BHYTPEHHEro
cTaHAapTa U n30exarh TPYA0EMKHX MPOLEAyp MepeBeieHNs aHAIN3UPYEMbIX 00pa3lioB B pacTBOP, YTO
YMEHBUIAET BpeMs U Tpyao3aTparsl Ha nposeaeHue ananusa. B LIKII «['eonnnaMuka v reoXpoHOI0TUsh»
Wucturyta 3emHoil kopei CO PAH cnoco0 mnpuroToBieHHs CYCIEH3HH MOKPBIM H3MEIbYCHHEM
MpPUMEHSETCs 7S aHAlIM3a He TOJIBKO PYIHBIX 00pa3lioB, HO M 7Sl aHaJKM3a Pa3IMYHbIX TOPHBIX TOPO
Y MUHEpPAJOB.

Metoauka onpenenenus S, Ni u Cu B cyab(GUIHBIX MEIHO-HUKEIEBBIX pyJax UCIOIb30BaHA IS
XapakTepucTUKu 00pa3uoB Hopuibck-TamHaxcKoro MecTOpoXACHUs, a TaKXKe MPOTECTUPOBAHA MPU
Y4acCTHU B IPOrpamMMe MPOBEPKH KBATHU(PHUKAIUY aHATTUTHIECKHUX JTabopaTopui.

PaGora BemonHeHa npu (pUHAHCOBOW MojAepkKe mpoekta Poccuiickoit denepanuiu B JHIE
MunoOpnayku Poccun (Ne mpoekra 13.1902.24.44, Ne cornamenust 075-15-2024-641).



Ha 3ammuTy BbIHOCATCA cJIeAyIOLIHe N00KeHHs:

1. Pesynbratel u3ydeHust (akTOpoB, TaKUX KaK MMOBEPXHOCTHAs IJIOTHOCTh HM3JTydarels,
pasMep yacTull mpoObl, pacrpeneeHine BHyTPEHHETO CTaHAapTa, BIUSIONMX HA TOYHOCTh ONPEIeICHUS
AJIEMEHTOB B CYCIICH3USX JKEIE3HBIX, MApraHIEBhIX, JKEIE30MapTraHIEeBbIX U CYIb()UIHBIX MEIHO-
HUKEJEBBIX Py, )KeJIe30MapraHleBbIX KOHKpeluii metosiom POA TIBO;

2. HoBelii crioco® monydeHust cTaOMIIBHBIX OMHOPOAHBIX CYCIICH3UH C HCIONB30BaHUEM
M3MENBICHUS MMOPOIIKa PYIbl B BOAHOU cpefe ¢ qo0apiIeHneM BHyTpeHHero cTanaapra Ga;

3. [Tonxoasl As1 YMEHBIIEHUSI WM YCTPAHEHMs] HAJIOKEHUW aHAJIUTUYECKUX JMHUU B
cunekrpe POA [1BO, BriepBbie annpobuposanHblie npu onpenenennu Ti, V, Cr, Mn, Co u Ba B okcuaHbIx
xene3HbIx pynax, Ti, Fe, Co, Ni, Cu, Zn, As, Ba, La, Ce u Pb B xene3omapraniieBbix KOHKPEIHUSIX U
KOpKax;

4. OkcnpeccHbIi criocob onpenenenus S, Cu u Ni B cyabGHIHBIX MEIHO-HUKEIEBIX pynax
MmeTtozoM PDA TIBO 6e3 ncnonb30BaHus XUMUYECKHUX PEAKTUBOB.

My6aukanuu u anpodanmst

ITo marepuanam nuccepranuu omyonaukoBaHo 10 pabor: 4 crarbu B HAy4HBIX H3IAHHIX,
pexomenayeMbix BAK u mHIekcupyembix B 0a3zax manHbix Web of Science m Scopus, 6 Te3ucos
JOKJIA/10B.

OcHOBHbIE pE3ylbTaThl HCCIEIOBAHUM MPEACTABICHbl HA CIEAYIOIIUX BCEPOCCUICKUX U
MeXayHapoaHbIX koHpepeHuusax: [V Beepoccuiickast koHGEpeHINs 10 aHATUTUYECKON CIIEKTPOCKOIIUN
¢ MexayHaponaubiM yuactueM (Kpacnomap, 2023); XXXIII Poccuiickas MojojexHas Hay4dHas
KOH(EPEHIUS C MEXKTYHAPOAHBIM y4acTHeM, NocBsnieHHas 100-1eTuro co THS pokaeHus npodeccopa
B. ®. Bapkosckoro (ExarepunOypr, 2023); XI Bcepoccuiickas Hay4dHas KOH(GEPEHIUS M IIKOJa
«Anamutika Cubupu u Jlansaero Boctoka» (HoBocubupck, 2021); 15 International Summer School on
Total-Reflection X-Ray Fluorescence (Mramus, 2021); PaGouee coBemmanue abopaTopuu oporeHesa mo
utoram npoekra N 075-15-2022-1100 (Mpkyrck, 2021); Hayunass koH]epeHIUs acHHpPaHTOB U
ctyneHToB MpkyTckoro rocynapctseHHoro ynusepcureta (Upkyrck, 2020).

JIM4YHBIN BKJIAJ aBTOpa

HccnenoBanus, omnucaHHblE B JUCCEPTAllMH, OBUTM BBIMOJHEHBI JHUYHO aBTOPOM HIIM B
COTPYIHUYECTBE C KOJIJIETaMU. ABTOp JIMYHO cOOpajl, CUCTEMATU3UPOBAJl U aHAIM3UPOBAJI IaHHbIE U3
auTeparypsl o Teme paboTel. OH Takke IUIAHUPOBAjJ, CTaBWJI M MPOBOAMUI DKCIIEPUMEHTHI,
o0OpabarpiBaji U HTHTEPIPETHPOBAI MOTYUYEHHBIE PE3YJIbTAThI, @ 3aTEM FOTOBHII UX K IMyOIHKAIUH.

CrpykTypa u 00beM padoThl

Juccepranuss COCTOMT W3 BBEACHHS, ISATH IVIaB, 3aKJIIOUYEHHUS, CIUCKA JIUTEpATypbl U
npuiokeHus. Marepuan guccepranuy U3JI0KeH Ha 155 cTpaHunax neyaTHoro TeKCTa U Bkiroyaer 33
Tabnuipl, 36 pUCyHKa, 14 npHIIOKeHNH, CIUCOK JIUTepaTypbl U3 153 HaMMEHOBaHMIA.

Bbaaromapuoctun

ABTOp BBIpa)KaeT UCKPEHHIOK 0JIaroIapHOCTh HAYYHOMY pyKOBoJWTENO K.X.H. [lamkoBoii I'B.
3a MMOMOIIIb B TOCTAHOBKE IIEJIU ¥ 3a/1a4 UCCIIEOBAHUS U OOCYKICHU U Pe3yJIbTaTOB. ABTOp OnaronapeH
n.r.-m.H. MBanoBy A.B., n.T.H. Pesenxo A.I., k.x.H MamnbueBy A.C., k.x.H. Uybapoy B.M. 3a
BCECTOPOHHIOW TmomoImnb B pabore. KoHcympramuio u moMons B 00pabOTKe  JTaHHBIX
XeMOMETpUUYECKUMHU MeTonamu okazaym 1.X.H. Kupcanos [1.0. u n.¢p-m.H. [Tanuyk B.B. IIpoBenenue
IPaHyJOMETPUUECKOT0 aHalM3a BHIMOMHAT K.r-M.H. [leanunen B.A. OOpa3usbl cyabQUIHBIX MEIHO-
HUKEJEBBIX pya mpeaoctaBui K.r-mM.H. Mapdun A.E. UccnenoBanust B paboTe OBLIM BBIOJHEHBI C
ucnonb3oBanueM obopynoBanus LIKII «['eonnnamuka u reoxpononorus» N3K CO PAH.



OCHOBHOE COAEPXXAHUE PABOTHI

I'JIABA 1. JUTEPATYPHBIM OB30P

[lepBass miaBa mpenacTaBisieT coOoiW 0030p JMTEparypbl, B KOTOPOM PacCMOTPEHBI
Knaccuuranus pya, Gusndeckue 1 XMMAYECKIEe METO/Ibl UX aHaJn3a, a Takxke npuHuunsl POA T1BO.
[TponemonctpupoBansl obmactu npumeHenus POA T1BO npu onpenenennu coctaBa reoJ0rHYECKUX
o0pas1oB, MMOKa3aHo, YTO Haubosiee MOMYyJSIPHBIM CIIOCOOOM IMOJATOTOBKH TBEPIBIX MPOO K aHAIHU3Y
SIBJISIETCS IPUTOTOBJICHHE CYCIIEH3UH C UCIIOb30BaHNEM ITOBEPXHOCTHO-aKTUBHBIX BemecTs (IIAB).

Onucan cnoco® BHYTPEHHEro CTaHJAapTa, KOTOPbI Haubojee YacTo HCIMONB3yeTCs MpH
onpenenenuu semeHToB B POA TIBO. IlokazaHo, 4TO OH MO3BOJISIET MUHHUMHU3UPOBATh BIMSHUE
MaTpuuHbIX 3(deKkToB ans 00pas3noB, MPUTOTOBICHHBIX B BHJE «TOHKOTO» CIIOSA, M Yy4YecTb
HEpPaBHOMEPHOCTb pacCIpelieIeHus] IpoObl Ha IOJUIOKKe-OoTpaxarene. [l MOBBILIEHUS TOYHOCTH
aHaju3a TBEPABIX 00PA3IOB MpeIaraloTcs JOMOIHUTEIbHbIE IPalyUPOBOYHBIE MPOLEIYPHI, KOTOPHIE
TpeOyIOT MCNOJIb30BaHUs 00Pa3LOB CPAaBHEHUS C MAaTpUIIEH, OJU3KONW MO COCTaBy K aHAIU3UPYEMBIM
npobam.

Kpome Toro, npoeMOHCTPUPOBAHHO, YTO CYIIECTBYIOT NIPOOIEMBI, CBA3aHHBIE C HAIOXKEHUEM
AQHAJUTUYECKUX JIMHUM 3JIEMEHTOB B DHEPrOAMCIIEPCHMOHHOM PEHTTEHOBCKOM crekrpe. OIHMM U3
IIOAXOJOB K y4ETy CIEKTPaJIbHBIX HAJIOKECHUM SABJISIIOTCS XEMOMETpU4ecKre MeTobl. OqHaKo 11 uX
MCIIOJB30BaHMUsI HEOOXOAMMO OOJBIIOE KOJIMYECTBO CTaHAAPTHBIX 00pasmoB coctaBa (CO) wim
HNCKYCCTBEHHBIX CMeECEH Uil IOCTPOCHHs M NpoBepku Mogened. [IpoapeMoHCTpupoBaHO, 4YTO B
HACTOSIIEe BpeMs CYIIECTBYIOT €IMHUYHbIE MyOnuKanuu, B KoTopbix MeTol POA TIBO npumenstor
JUISL ONIPEJIEIICHNS DJIEMEHTOB B PY1ax.

TJIABA 2. U3YUYEHUE ®AKTOPOB, BIUAIOIINX HA TOYHOCTHh AHAJIU3A CYCIIEH3UIA
PYJIHBIX OBPA3LIOB

Bo BTOpoil maBe mpuBENEHBI pe3ynbTaThl M3yuyeHUs (PaKTOPOB, BIMUAIOMIMX HA TOYHOCTh
aHaM3a CyCHeH3ui pyaHbIX 00pa3oB. i mpoBeaeHUsI METOAMYECKUX UCCIEOBAHUN UCTIOIb30BAIN
CO >xene3HbIX, MapTaHIEBbIX U JKeJIe30MapraHIEBbIX Py, KeJIe30MapraHIeBbIX KOHKpPEIUil, 00pasIibl
cynb(uaHbIX MenHO-HUuKeneBbIX pya (Hopuibck-TanHaxckoe mectopoxaenue, Poccust), koTopblie ObLIH
MIPOAHAJIM3UPOBAaHbl aTTecTOBaHHBIMU MeTofukamMu: Cu u Ni ompenensyuii MeTOJOM aTOMHO-
abCcopOLMOHHOHN CIEKTPOMETPUH, S — TPABUMETPHUUECKIM aHATU30M.

W3mepeHnus mpoBOAMIN Ha HACTOJIILHOM PEHTI€HO(IYyOPECIEHTHOM CIIEKTPOMETPE C MOJIHBIM
BHeHUM oTpaxeHueM S2 Picofox (Bruker Nano GmbH, I'epmanus), ocHaliéHHOM pEHTI€HOBCKOMN
TpyOKol ¢ Mo-aHOIOM ¢ BO3AYIIHBIM OXJaKIEHUEM, MHOTOCIOMHBIM MoHoxpomaropoMm (Ni/C) u
KPEMHHEBBIM JIPEH(POBBIM JETEKTOPOM (ILIONIAIb YyBCTBUTENBHOM 06mactu 30 MM?2, pa3penieHne s
muann - MnKo <150 5B). IIporpamma SPECTRA 7.8.2. wucnons3oBamace st 00paOOTKH U
JIEKOHBOJIFOLIUM CIIEKTPOB, OCHOBaHHOM Ha Teopeme baiieca.

PaccyMTaHbl MaKCHMMAlbHBIE 3HAYEHHS IOBEPXHOCTHOM IUIOTHOCTH (Pdipgy, MI/CM?),
oOecrieynBaroIell «TOHKUI» HEHACBIICHHBIA U3Tydareib I/ aHAIMTHYCCKUX JTMHUI ONpenelsieMbIX
aneMeHToB. Marpuity cynbGuaHbIX pyn MonenupoBany nuputom (FeS,), MaTpuily MmapranieBbix pya u
JKeJle30MapraHieBblX KOHKpenuil — nupoio3utoM (MnQO»), MaTpully KeJIe3HbIX Py — MarHeTUTOM
(Fe304). Pacuer pd,,q, TpOBENEH B cOOTBETCTBHH ¢ (opmyioit (1)1, ¢ yueToM pasHHUIBI B MaCCOBBIX
ko3 durrenTax ocnabiIeHus aHAJINTa U BHYTPEHHETO CTaHaapTa.

! Klockenkamper R., Von Bohlen A. Total-Reflection X-Ray Fluorescence Analysis and Related Methods / New Jersey:
John Wiley & Sons, Inc., 2014. 519 p.
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rae (us)i U (Us)Ga — CyMMapHble MaccoBble KOd((UIMEHTHl OclabJeHHs] aHAJIUTa U BHYTPEHHETO
cranaapta (Ga), COOTBETCTBEHHO.

pdmax —

Ha pucynke 1 mnpeacraBieHbl 3aBUCUMOCTH CYMMAapHbIX MacCOBBIX KO3(QQUIIMEHTOB
ocnabaeHust IeMeHTa (ux); OT aTOMHOTO HOMepa 3JIeMEHTa JUIs pa3HbIX TUIOB Marpull. B tabGmune 1
MIPUBEACHBI BEJIMYUHBI 3HAYCHUH MAKCUMAaJIbHON MOBEPXHOCTHOW IUIOTHOCTH (Pdipmqy) IUIA MaTpUIl
FeS,, MnO», Fe3O4. Bugno, 9yTo HanbomnpIre 3Ha4€HUs MAaCCOBBIX KO(PPHUIIMEHTOB COOTBETCTBYIOT
marpuiie Fe3Os, Haumensme — MnO,. Ctporue TpeOoBaHUs K BEIMYMHE TOBEPXHOCTHOI MJIOTHOCTH,
HNPENBABISIOTCS Ul 3JEMEHTOB B HHU3KOPHEPIreTHYECKOH oOsacTh crnekrpa. OTo 00yCIOBIEHO
3HAUUTENHHON pa3HUIICH B PHEPTUAX aHAIWTA M BHYTPEHHETO cTaHjaapra. Tak, Hampumep, odpaser ¢
Fe304 MaTpuIieil MOKHO CUNTATH «TOHKHUM», KOT/Ia TIOBEPXHOCTHAS TNIOTHOCTH MeHbIe, 0,13 Mr/cm? u
0,95 mr/cm?mns muanq SKo u SrKo coorBercreenno (Tab6m. 1).

20 Tabmuma 1. BenuuuHBl  3HAYCHUH
19 MOBEPXHOCTHON MJIOTHOCTH  (Pdypqy) 4TS
o 18 Fe.O Marpuil FeS,, MnO», FezO4.
NE 17 Y el Marpuiia
‘}’3: 16 Koao- 9Hepr1/1;1, Fez04 | MnO: ‘ FeS;
- 15
-):_\_ 14 Fes2 JHHHA B pdmax (MF/CMZ)
213 S 2,307 013 [ 015 | 0,9
12 R K 3,312 0,51 0,54 0,16
" MnO, Ca 3,691 0,95 1,07 0,23
10
Mn 5,898 1,22 1,62 3,54
10015 20 2% 30 3% 40 Fe | 6403 | 104 | 1,35 | 242
ATOMHbIA HOMEP Cu 8,04 152 | 187 | 172
Zn 8,63 34 4,19 3,84
P 1 . 3 1 1 1 )
MaI/(I:Z}c])I;zII; KOI)?bB(;II/(I: HII/\I/ICOI-(I;”:(I))BCZ)/ZIJ'II\Z%IJ)II:;IIEH As 10,53 2,23 2.8 2,58
H Sr 1414 | 095 | 12 | 111

OJICMCHTA Quz)i OT aTOMHOI'O HOMEpa 3JICMCHTA
IJIA pa3HbBIX TUIIOB MATPHII.
VuuThiBass BETHUHHBI HOBGpXHOCTHOfI IJIOTHOCTHU «TOHKOI'0» HECHACBIMICHHOI'O U3JIy4aTeJis, I

npurorosieHus: pyn k POA TIBO Obina BeiOpaHa MaccoBasi 1071 TBEPAOIO BEIIECTBA B CYCIIEH3HU
paBHasg 4 mr/miu. Cycnensuu rotosuwiu u3 20 Mr odpasna, KOTOpbIH MOMEIIAIN B MOJUITUIIEHOBYIO
npoOupky u gobasmsiau 5 mit 1 % pactBopa Triton X-100 u 100 Mk Ga koHueHTpauuen 1 /i, KoTopsiit
BBICTYIIAJI B Kau€CTBE BHYTPEHHEro cranaapra. [lepen HaneceHneMm aaukBOTHI 10 MKJI Ha MOIJIOXKKY-
oTpa)karelsb, IPOOUPKY TLIATEIbHO BCTpsAxuBaiu. [lodyueHHble n3irydarenu cymuian Ha Bo3nyxe. [lpu

m
TAaKUX YCJIOBUSX pealbHas IOBEPXHOCTHAS INIOTHOCTH U3iy4daress d = 6 MM (Fs peay, = ;), COCTaBIISIET

0,14 mr/cm?.

VYuuteiBas, YTO Macca IMOpPOIIKAa Ha MOJJIOKKE Mociie BhICYyIIMBaHUSA 10 MKJI CycneH3uu ¢
MacCOBOH JI0JIEH TBEPIIOTO BEIIECTBAa paBHOU 4 Mr/mil cocTapisieT Bcero 40 MKT, HEOOXOAMMO OIICHHUTH
B MOTPEIIHOCTh 0TOOpa aaMKBOTHI. [IJ1 3TOro mpoOBEIM MOJEIbHBIN SKCIIEPUMEHT C MCIOIb30BaHUEM
munepana wibMeHuT (FeTiO3) ¢ mnotHocThI0 4,7 r/cM’. MoHOMUHEpanbHas Gpakiys WIbMEHHTA ObLIa
paszenieHa ¢ MOMOUIbIO CUTA Ha JBe (hpakiuu, coepiKallue YacTUIbl C pa3MepoM MeHee U Oonee 63
MKM. YacTh nepBoii ppakunu O6buIa JOMOTHUTENHHO U3MEBYEHA 10 CpeiHero pasMepa yactull 10 Mxm.
[Tocne aToro u3 kaxxaoro odpasua (~10 MM, <63 MKM, >63 MKM) IPUTOTOBWIIN CyCIIEH3UU KaK OMUCAHO
Bblme. M3 kaxaol cycneH3udn Obulo OTOOpaHO 5 HE3aBUCUMBIX AalMKBOT W IPUTOTOBIEHO 5
napauieIbHbIX U3JTydaTeseH.



s KaXXa01 CYCIIEH3UH crocooom

150

oTi BHYTPEHHETO CTaHJapTa ObUTH OMpEeIesICHBI

1204 B Fe

90| COACPIKaAaHUSA OCHOBHBIX KOMIIOHCHTOB

RSD, %

o unpbmenuta (Ti u Fe), u paccunTanbl 3HaYCHUS

30 OTHOCHUTCJIbHOT'O CTAaHAAapTHOI'O OTKJIOHCHHA

0 (RSD) mexny pesynbraTaMy MapauiedbHBIX

150 — i onpenenenuit (n=5).

1201 m s Ha  pucynke 2 MpEeICTaBICHbI
2 90 N300paKeHUsl M3Jydaresiel, IOJYy4YEHHBIE C
2 60 MIOMOIIBIO  ONTUYECKOTO  MHMKpPOCKOMa, H

30 H COOTBETCTBYIOILINE 3HaYEHUs RSD,

0 pacuMTaHHble s CYCIIEH3UW C pa3HbIM

460 <68 pasmMepoM  4Yactul.  MOXHO  OTMETHUTH
120 f;'e 3HAUUTEJIbHOE YBEIWYEHHE 4YHClla YacTUIl Ha
£ 90 MOJJIOKKe-0TpaXkareie € YMEHBIIEHUEM HUX
2 60 pa3Mepa. Bunno, uto kpynHslie yactuibl (Puc.

30 2 a, 0) HEpaBHOMEPHO pacHpeAeNsIioTcs Ha

0 - nojyoxke. J{ns dpakuuu> 63 MKM 3HaueHUs

10 Mkm
Pucynox 2. U300paxenus u3iayyaTenei,
MUHEpaJIbHBIX (paKIHii ¢ pa3MepaMH YaCTHIL:
a)> 63 MkM, 1 0) <63 MkM 1 B) ~10 MKM 1 paBHOMepHOMY pacnpenenenuio (Puc. 2 B) u k

COOTBeTCTBYIoIIME 3HaYeHus RSD. YMEHBIICHHUIO 3Ha9enui RSD.

RSD gocturaror 6oiee 100 %. YMmenbiienue
pa3MepoB YaCTUIl NPHUBOAUT K HX Oonee

UroObl OLIEHUTH BIHMSHHE pa3Mepa yacTull Ha pesynsratel POA TIBO, s o6pas3inoB pa3HbIX
TUIIOB PYJ IIPOBEJIHU NPEABAPUTENBHBIN IPaHyJIOMETpUUECKHil aHanu3. OH NoKa3aj, YTO paclpeaciiCHue
YacTHIl 10 pa3MepaM HaxOAUTCS B LIMPOKOM JHara3oHe, OJHAKO CPEAHMM pa3Mep YacTHL] COCTABIISET
MeHee 20 MKM /17151 BCceX MOPOIIKOB, BEIOPAHHBIX JUIsl SKCIEPUMEHTA: 3—8 MKM ISl JKEJIE30MapraHIeBbIX
pya u koHKperuii, 11-19 MM U1 Kene3HbIX, MapraHIEeBbIX U CYIb(QHUIHBIX MEIHO-HUKEIEBBIX PYI.
YroObI OLIEHUTH MOBTOPSEMOCTb aHAJIN3A CYCIIEH3H M, IPUTOTOBIEHHBIX U3 PAa3HBIX TUIIOB Py, BBIOpaIn
nopouku xkene3noi (KAZ.181-89), mapranuesoii (KAZ.5406-90), xene3zomapranuesoii (KAZ.5407—
90), cynphuaHON METHO-HUKEIEBON PyIbI, a TaKXke KeyezoMapranueByto koHkpenuto (OOIIE601). B
KaueCcTBE KpUTEPHUs OLIEHKU MOBTOPsAEMOCTH BbIOpaHo RSD, xapakrepusyroliee pacxoxIeHUE MEKIY
napajuleJbHBIMU pe3yJIbTaTaMd M3MEPEHMsI OJJHOW CyCIIEH3UH, HAaHECEHHOW Ha pa3Hble IMOAJIOKKU -
orpaxarenu (n=10). HecMmorps Ha 1O, uto mopomku CO, Kak HpaBUJIO, XOPOLIO H3MEJIBYEHBI U
onnopoansl, 3HaueHus: RSD mpespmmamm 10-15 % nns mapranmnesoit (KAZ.5406-90), >xene3noit
(KAZ.181-89) u cynbbuaHoi MenHo-HukeneBou pyxa (Puc. 3).

Munumaneneie 3HaueHuss RSD (Menee 5 %) Oblim moiydeHbl Ml JKelIe30MapraHIeBOM
konkpeuuu (OOIIE601) u sxenezomapranieBoil pynst (KAZ.5407-90).

JloGaBieHre BHYTPEHHETO CTaHIapTa B CYCIIEH3MH MO3BOJISIET KOMIICHCHPOBATh MOTPEIIHOCTb
oTOOpa ajaMKBOTHI MPHU YCIOBHUU, YTO BHYTPEHHHH CTaHAAPT PABHOMEPHO DPACTIPEACISETCS MEXIY
YacTUI[AMM MOPOIIKAa U COOTHOLIEHHE MPpo0Oa/BHYTPEHHUH CTAaHAAPT I MapauleIbHbIX M3JIydyaTeien
COXpaHSETCs CTA0OMIBHBIM.



YKenesomapraHuesas koHkpeuums (OOPE601)

M [0 U3MENbYeHnst nocne umens4eHus
(8 mkm) (3 MKM)

K Ca Ti Mn Fe Co Ni Cu Zn Ba Pb

MapraHueas pyaa (5406-90)

60 4™ 00 u3MenkseHus Nnocrne u3MenbYeH!s
(11 mMKm) (3 MKm)

20 A

0 A | |

K Ca Ti Mn Fe 2Zn Ba Pb
XKenesHas pyna (181-89)

25
B [0 U3MenbyYeHus nocrne u3mensieHus
20 - (13 MKm) (3 MKm)
X 15 A
2
910 -
5
0 -
CyanbVID.HaFI MeOHO-HMKenesas pyaa
40
B [0 u3mMens4eHus nocne usmenb4eHus
30 (19 mMkm) (6 MkM)

2
o 20 A
(2]
o
"’ J I I I
0 -

PHcyHOK 3. PaCXO)K,Z[eHI/IH MEXIY
napauieIbHbIMU PE3yJIbTaTaMi U3MEPEHUS
OJIHOM CYCIIEH3HH JJIs1 Pa3HBIX TUIIOB PY/I.

Jns n3ydenus pacnpenenenus Ga B OpoOIIKax
HCII0JIb30BaJIN 3JIEKTPOHHO-30H/10BbIN
pEHTreHOCHEKTPabHBIM ~ MUKpoaHanu3. Ha
pUCyHKe 4 TpenCTaBICHBl HU300paKCHHs,
MOJyYeHHBIC MMyTeM CKAaHHPOBaHUS B 0OpaTHO-
pacCesHHBIX DIEKTPOHAX U B PEHITCHOBCKUX
Jydyax Uil TpeX  THUMNOB  IOPOIIKOB:
JKEJIE30MapraHleBOM KOHKPELNH, MapraHLeBO1
PYABI ¥ MEIHO-HUKEJIEBOH Cynb()UIHON pYIBI.
Kak mnoka3zaHo Ha pucyHke 4 a, MOpPOLIOK
JKEJIe30MapraHIeBON KOHKpeLUn HMEET
yacTULIbI MeHbIero pasmepa u Ga B HeM
pacripeznesieH 6ojee paBHOMEPHO Y€M B JIBYX
Ipyrux obpasmax. M3BeCTHO, YTO MOPOIIKU
KOHKpenun TUTPOCKOIIMYHBI u JIETKO
BIIUTHIBAIOT BoAy. MIX Maiblil pa3mep yactul u
BBICOKAs copOIOHHAas
MO3BOJISIIOT JIOCTUYH OoJiee  pPaBHOMEPHOTO

pacmpeneneHus BHYTPEHHEro cTaHaapra. JTo

CIOCOOHOCTH

JIOTIOJTHUTEJIBHO OOBSICHSIET XOPOLLIYIO
MOBTOPSEMOCTh aHajiM3a >KeJe30MapraHieBbIX
KOHKpEIUH. B oOpa3smax MOPOIIIKOB
MmapranineBoit pyasl (Puc. 4 6) u cynbhugHOU
MeIHO-HUKeNeBo# pyabl (Puc. 4 ¢) oOHapyKeHBI
JIOBOJIbHO KPYIHBIE YACTHUILbI, CPEId KOTOPBIX
Ga pacnpenensieTcsi HEpaBHOMEPHO, YTO TaKkKe
000CHOBEIBaeT BBICOKME 3HaueHnss RSD mis
sTHX nopomkoB (Puc. 3).

Jnsa camxenns 3HaueHnit RSD o6pa3iibt
MapraHIeBbIX, KEJIE€3HbIX U MEIHO-HUKEIEBBIX
CyNIb(pUIHBIX Py 10 U3Menpyanu B Teuenue 20
MUHYT B IUIaHeTapHOU MenbHUIle. Ha pucyHke 3
cpaBHeHue  3HadyeHut  RSD,
MOJMYYEHHBIX Ui O0pa3loB 1O M MOCIHe

JOITIOJIHUTCIBbHOT'O U3MCJIBYCHUA.

IIOKa3aHO

CpeI[HI/IC pasMEepbl 4aCTULl OO0 W IIOCJIC AJOIOJHUTCIBHOTO H3MCJIBUCHUA 06pa3u013 TaKXC

IIpEACTaBIEHbl HAa pUCyHKe 3. Kak BHJIHO, TONOJHUTEIbHOE U3MEIBYCHUE NIPUBOAMT K 3-4-KpaTHOMY

YMEHBIICHUIO cpenHero pasMepa dactuil (1o 3 mxM) st CO MapraHieBol W JKENe3HOM pyasl U

cHkeHuto 3HadeHuit RSD B 2-4 paza. Opnaxo, s o6pasna cyibGuIHON MeTHO-HUKEIEBOM PyIbl,

HECMOTpA Ha CHHWIXCHUC CpPpEAHCTO pasMEpa YacTvul, YIYYIICHHEC IOBTOPIACMOCTH aHaliM3a HE

HaOmonanock. Breicokue 3Hauenus RSD (15-30 %) anga cynbuIHBIX MEIHO-HUKENEBBIX Py

MPECATIOIOXKUTCIIBHO CBA3aHBI C UX HU3KOI CMaYMBa€MOCTBIO, U COACPIKAHNEM OOJIBIIIOTO KOJUYECTBA

CYJIb(UIHBIX MUHEPAJIOB.



Ga 20 um

Pucynoxk 4. U300pakeHust B 00paTHO-pacCessHHBIX JIEKTPOHaX (CBEPXY), U PEHTI€HOBCKas
dnyopecuenmus GaKa (causy) ms sxenezomapranieBoit konkpeunn OOIIE601 (a), mapranieBoi
pynbl KZ.5406-90 (0), cynbhuaHoit MeTHO-HUKENIEBOU Py/HI (B)

Jlns pacu€ra KOHIEHTpAaLUNA ONpEAeNsieMbIX 3JEMEHTOB HCIOJb30BAINM CIHOCOO0 BHYTPEHHETO

CTaHapTa:

— SissNi |~
- Si'Nis Cls’ (2)

e C, m C — KOHLUEHTpaluH ONpPEAEISIEMOr0 3JIEMEHTA W BHYTPEHHETO CTaHaapra B Mpo0e

C;

COOTBETCTBEHHO, N; U Nj; — TUIOMAM TUKOB ONPEACIIEMOTO dJIeMEHTa M BHYTPEHHETO CTaHAapTa
COOTBETCTBEHHO, S; M Sjs — OTHOCHTEJBHBIC UYYBCTBHTEJIBHOCTH, ONPEACICHHBIE C ITOMOMIBIO
CTaHJIAPTHBIX PACTBOPOB U 3AJI0KEHHBIE B IporpaMMHoOe obecnieueHue crekrpometpa S2 PICOFOX.

B Tabnuue 2 npencTaBieHbl pe3yiabTaThl aHanM3a cycneH3uid Ha ocHose IIAB st oOpasinos
xene3Hoil (KAZ.181-89), mapranuesoil (KAZ.5406-90), cynbpunnoit MmeqHo-HukeneBou pyx (Nor6) u
xenezomapranieBoil konkperuu (OOPE 601). [l xapakTepuCTUKU PaBUIBHOCTH pe3yiipTatoB POA
[IBO paccuuThiBaIM OTHOCHUTENIBHOE pacxoxiaeHue (&, %) Mexay MONyYeHHBIMH M W3BECTHBIMHU
3HAUEHUSIMHU:

8 =224 100, 3)

0
rne C; — xoHueHTpauus, noiaydeHnas merogom PDOA TIBO, C, — u3BecTHas KOHUEHTpALUS

(arrecToBaHHbIE 3HaUeHUs KOHLEHTpauu 4711 CO ¥ KOHLIEHTPALMK 3JIEMEHTOB, T0Jy4Y€HHbIE IPYTUMU
METOJIaMH, JUIsl CYJIb(QUIHBIX MEIHO-HUKEIEBBIX pya). MOoyib BEIUMYHHBI O, PaBHBIA 25 OTH. % ObLI
IPMHAT 3a YIAOBIETBOPHUTENbHBIA pe3ynbsTar?, B Tabnuie 2 moka3aHo, 4TO 3HAYEHUs &, BApbUPYIOT B
mHUpokux npenenax (ot -42 otH. % 1o 50 oTH. %) B 3aBUCUMOCTH OT TUIIA PYIbI U COAEPKAHUS aHAJIUTA.
HawuOosnplniee KOJIMYECTBO YIOBICTBOPHUTEIBHBIX pe3yiabraroB HabOmomaercs mais OOPE 601 wu
KAZ.5406-90. OOmas n071s HEyIOBIETBOPUTEIBHBIX pPE3ylbTAaTOB, MPEACTABICHHBIX B Talmuie 2,
coctaBisieT 27 %, 4TO CBUAETEIBCTBYET O HEOOXOAUMOCTH AOPAOOTKH METOAMKH aHaIMU3a CyCIEH3HM
Meroniom POA TIBO.

2 Innovative Technology Verification Report. XRF Technologies for Measuring Trace Elements in Soil and Sediment,
2006.
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Tabmuma 2. CpaBHEeHUE PE3yNbTAaTOB, MOTYUYEHHBIX U3 CycrnieH3uil Ha ocHOBe [IAB, u BenmmunHbI
O, OTH. % 1151 00pasiioB xese3omapranieBoii koukperuu (OOPE 601), mapranuesoii (KAZ.5406-90),

xene3Hont (KAZ.181-89) u cynbhuanoit menno-uukeneBoit pya (Nor6)

Oo0pasen OOPE 601 KAZ.5406-90
DjeMeHT Co, Macc. % Ci, macc. % om, % Co, macc. % Ci, macc. % Om, %
K 0,98 £ 0,02 0,87 £0,06 -11 4,14 £0,13 4,03 +0,03 -3
Ca 1,98 £ 0,06 1,61 +0,08 -19 1,40 £0,01 1,23 £ 0,04 -12
Ti 0,88 +0,01 1,03 + 0,06 17 0,19 £ 0,01 0,28 £ 0,04 47
Mn 22,63 +0,22 26+1 13 1598 £0,2 17+2 6
Fe 12,03+0,12 13+0,5 4 2,43 £0,03 2,26 £0,01 -7
Zn 770 £ 60* 625 + 30* -19 180 + 10* 175 £ 20* -3
Cu 0,51 £0,02 0,54 £ 0,01 5 H/a 71+ 10* —
Ni 0,84 £0,03 0,88 £0,02 5 H/a — —
Pb 710 + 40* 750 + 30* -6 0,23 £0,01 0,22 £0,02 21
Ba 0,19 +£ 0,02 0,11 +£0,02 -42 2,65+0,14 3,2+0,3 -4
Obpasenn KAZ.181-89 Nor6
DeMeHT Co, macc. % Ci, macc. % om, % Co, macc. % Ci, macc. % om, %
S 4,16 £ 0,06 39+0,2 -7 27,30** 30+3 9
K 0,08 £ 0,01 0,06 0,01 -25 0,26 0,35 +£0,03 35
Ca 1,57 £ 0,06 1,8+£0,2 16 0,29 0,35 +£0,03 21
Ti 420 + 20* 700 + 60* 67 0,14 0,21 +£0,02 50
Mn 0,12 +£0,01 0,18 £0,01 50 0,12 0,16 0,02 33
Fe 63,18 +0,27 67+3 6 49,55 69+6 38
Cu 460 + 40* 520 + 20* -13 3,05 44+£04 44
Ni H/a - - 2,89 34+04 19
H/a — HE aTTECTOBAHO, * — MI/KT, ** — ONpeJIeNICHO JPYTUMHU METOAaMHU (KypCHUB)

IJIABA 3. PASPABOTKA CIIOCOBA IIPUTOTOBJIEHMS CYCIEH3UI C IIOMOILBIO
MOKPOT'O U3MEJIBMEHU A

B TpeTheil riiaBe mpeacTaBIeHbl aHATMTHYECKUE aCTIEKThI Pa3paboTKH CrIoco0a MPUTOTOBICHHUS
CYCIEH3U, OCHOBAaHHOTO Ha OJIHOBPEMEHHOM MOKPOM H3MEJIBYEHHH IMOPOIIKa MPOOBI C pacTBOPOM
BHYTPEHHETO CTaHAApTa C IENbI0 MOJMYYeHHUs OJHOPOTHON CTaOMIBbHOU cycneH3uu. M3BecTHO, 4TO
U3MeNbYCHNE B KHUJIKOM cpele B MPUCYTCTBUU OONBIIOTO KOJIUYECTBA MEIKHUX Pa3MOJIBHBIX IIAPOB,
UMEIOIINX OOJNBIIYI0 TOBEPXHOCTD, TO3BOJISET MONYYUTh YIBTPATOHKHM nopoiok. [Ipo6omnoaroroska
CycreH3uil npoBojuiack B BuOpoMensHuiie Retsch MM400 (I'epmanust), ocHaIlEHHON pa3MOJIbHOMN
TapHUTYpPO W3 OKcHaa UUMpKOHMs. B crakan ans usmenbueHuss oobemom 10 mum momemanu 20 r
IApUKOB TuaMeTpoM | MM U HaBecKy mpoOsl Maccoit 100 mr, go6aBisuin 250 MK pacTBOpa TaJlius ¢
KOHIleHTpauueld | r/m B KadecTBe BHYTPEHHEro cTaHgapra U 4—5 MI AUCTUIUIMPOBAHHOW BOJIBI.
W3menpuyenune mpoBoAwau mpu vactote, paBHoi 20 I'u, B Teuenune 10 munyT. ['0TOBYIO CycneH3HIO
OTIENSUTA OT MIAPUKOB TPU MOMOIIM CUTA, MPOMBIBAs IAPUKU JUCTUIUTMPOBAHHOU Boaou. OObeM
CYCIIEH3UH BMecCTe cO cMbiBamMu cocTaBisil 50 mut. [Ipu Takom pa3daBieHHN KOHIIEHTPAIUS TBEPAOTO
BEIIECTBA B CyclneH3uu — 2 Mr/Mia. Ha mouiokKy-oTpaskaTtelb HAaHOCHJIM alukBoTy 10 MKI U
BBICYIIIMBAJIM HAa BO3yXe. B TakuxX yCIIOBUSAX Macca CyXOro BellecTBa Ha MOJI0KKE cocTaBisieT 20 MKT.
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Pucynox 5. Pacnipenenenue yactu 1no
pa3zMepam Ui IOPOIIKOB IOCJIE CyXOT0
n3MenbueHus (PUonIeToBOE) U MOCIe MOKPOTO
u3MenpueHus (roayooe): narerpaibhas (Q3)
kpuBas, nud depennuansuas (dQ3) kpunas.

1mm

[%] eop

©

[%] cop

»

[%] cOp

[%] cop

Hns
IPEI0KEHHOT0 CII0C00a COMOCTAaBIIIN pa3Mep
YacTUI Ui TOPOLIKOBBIX 00pas3oB mocie
CYXOI'0 U3MEJIBYCHUSI B IUIAHETAPHON MEJbHULIE
U [IOCIE€  MOKpPOIO  H3MEIBYEHHS I
Cynb(QUIHBIX MEIHO-HUKEJNEBBIX pyd. Ha
pucyHKe 7 a1 00pasloB C pa3iIuYHBIM
coZiepKaHueM CylTb(PUIHBIX W CHIIMKATHBIX
muHepanos (Ne 1, 8, 14, 16) npuBeneHs! KpUBbIE

OLICHKH 3pPEKTUBHOCTH

pacnpeneneHus YacTULl o0 pa3Mepam.

Kak mokazano Ha pucyHke 5, ¢opma
muddepeHInaIbHON  KPUBOM  pacripenesieHus
[0 pa3MepaM 4YacTHIl IOci€ NPHUMEHEHHU
CYXOro Hu3MeNpYeHUs uMeeT 2-3 mnHKa u
oonprryto mmpuHy. OOpazenr Ne 16 wumeer
KpYyIHBIC 4acTHIBI pazmepoM Oojiee 100 MKMm.
[Tocnie  MOKpPOro  W3MENBYEHUS  KPHUBBIC
CTAHOBSTCS MOHOMO/IaJIbHBIMU C MUHHUMAaJIbHON
HIMPUHON paclpeneseHHs YaCTHUIL 10 pa3Mepam,
n 90 % yacTul MMEIT pa3Mep MeHee 6 MKM.
Cpennee apudmernueckoe, MeAMaHa M MoJa
1ocJjie  IpoLEnypbl
Omm3ku  apyr K apyry (2-4  MkMm),
MOATBEPXKAAET HOpPMaJbHOE paclpeneseHue
(pactpenenenue I'aycca) yacTull o pasmepam.

Ha pucynxke 6 mpuBeaeHb! n300pakeHUs

MOKpOIro HM3MCJIBYCHUSA
4qTo

U3JIy4aTeNieil, COCTOAIMX W3 YaCTHI[ IOCIe
cyxoro (A) um wMokporo wu3menpucHus (b).
OTueTnBO  BHJIHO  Ooliee  paBHOMEPHOE
pacrpeeieHne BhICYIIEHHOM CYCIIeH3HH TI0CTIe
MOKPOTO  H3MEJBUCHHsT W OTCYTCTBHE
arioMepaToB YacTHI] 110 CPABHEHUIO C OO BIYHOM

CyCIIEH3UEM.

1'mm

Pucynox 6. U300paxenus uznyuaresueii (A — cyxoe u3mensieHne; b —Mokpoe u3mensaeHue).
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Cu Kak 6puto mokazano B mepBO#l IJiaBe,

25
BC/onchcs HalocoES TAE: |y pasMep YacTHI[ U PacCIpeaeIeHHe BHYTPEHHETO
20 = Mokpoe n3mensyeHve .
15 | WKucnoTHo pasnowenvie CTaHJapTa SBISIOTCS KIIOYEBBIMH (pakTopamu,
g OKa3bIBAIOIIMMH BIIMSIHUE Ha MOBTOPSEMOCTh
10
o
pesynbraroB  POA TIBO. Ha pucynke 7
5 < .
Il i I 1 I I i MIPUBEACHO CpaBHEHUE 3HaYEHUU
b u I

1 2 3 4 5 6 7 OTHOCHUTEJILHOTO CTaHJAApPTHOTO OTKJIOHCHHS
Howmep oBpasia (RSD, %) pesynbratoB onpenenenusi Cu, Ni, Fe

16 Ni B CyAb(QUIHBIX MEIHO-HUKEJIEBbIX pyaax,
& Cyenenapaina acaapelAR NOJTYYeHHBIX TPHU  HCHOJBb30BAaHUH  Tpex
30 ® Mokpoe namens4eHne _
. N —— cnoco60B npobonoarorosku k POA TIBO.
§ 20 - . O06pa3sibt CyIb(UIHBIX MEJHO-
N | ‘ HUKEJIEBBIX Pyl TOTOBUJIM B BUJIE:
— i Is I . i 1) cycnensuii Ha ocHoBe [TAB;
0 o
1 2 3 4 5 6 7 2) cycIeH3Hi, MOTYyYeHHBIX C TOMOLIbIO
Homep obpasya MOKPOTO H3MEJIbUCHHS,
o Fe 3) pacTBOpPOB MOCJIE€ OTKPHITOTO
W Cyonesisus HE ockaHe TIAB KUCIIOTHOTO pasnoxenus B cmecd HF, HNO; u
30 ® Mokpoe n3MernsieHne
2 ® KCnoTHOe pasnoxeHune HCIOs.
220 , MuHuManbHbIE 3HAYCHUS RSD
2
10 M ofecreunBaeT KUCIOTHOE PA3I0KEHUE 3a CUeT
o L. Hu e b I ben I nepeBeeHusl MPoObl B pacTBOp M yCTPaHEHUs
1 2 3 4 5 6 7 BIWSHUS pasmepa YaCTHIIL. Moxkpoe
Homep obpasua
P obpast M3MeNlbueHHe MO3BoJsieT cHUu3uTh RSD B 3-4
Pucynok 7. OTHOCUTENBHOE CTaHIAPTHOE pasa 10 CpPaBHEHUIO C  CYCICH3USIMH,

otkionenue (RSD, %) pe3ynbraroB MPUTOTOBJICHHBIMU Ha ocHOBe [TAB.
onpenenenust Cu, Ni, Fe

s Tpex crnoco6oB mpobonoarotoBku k POA TIBO paccunTanu KOHIEHTpAlMU 3JIEMEHTOB
croco0oM BHYTpeHHero cranaapra (popmyna 2). OTHOCUTENFHOE PACXOXKICHHE MEXAY TOTydeHHBIMU
U M3BECTHBIMU 3HAUYCHUAMHU (Jp, OTH. %) mnsg 12 oOpas3noB cyabPHUIHBIX MEIHO-HUKEIEBBIX PYI
IIpeCTaBIeHO Ha pUcyHKe §. CenaH BbIBOJ, YTO OJHOBPEMEHHOE MOKPOE N3MEIBYEHUE MTOPOILKA PY/bI
C BHYTPEHHHUM CTaHJIAPTOM SBIIsieTCS 3¢ (PeKTUBHBIM CIIOCOOOM MOy Y€HHSI TOMOT€HHOH CYCIIEH3HH, YTO
MO3BOJISIET 3HAYUTEBHO YIYUIIUTh TOYHOCTH pe3yibTatoB POA T1BO.

JInst XapaKTepUCTUKU MPaBUIBHOCTH PE3YJIbTATOB OIPEAENICHUs 3JIEMEHTOB B CYCHEH3HUSX,
MPUTOTOBIEHHBIX CIOCOOOM MOKPOTO M3MeNbueHUs, ucnonb3oBaiu 28 CO jKeae3HbIX, MapraHIeBhIX
PyA W JKeJIe30MapraHIEeBbIX KOHKpelnui. M3 Kaxaoil CyClNeH3WH TOTOBWJIM TPHU U3JIydarels u
pPAcCUUTHIBATM CPEIHIOI KOHIIGHTPAIMIO DJIEMEHTa CIOocOoOOM BHYTpPEHHETO CTaHaapra. BemnumHa
RSD, nonyuenHas npu npoBeieHUH NapajuleIbHBIMU U3MEPEHU, He peBbiaia 5 %.

OTHOCUTEJIbHBIE PACXOKACHUS (I, OTH. %) MEXAYy TOIyYCHHBIMH M AaTTeCTOBAaHHBIMH
3HAYCHHUSIMH KOHIIGHTPAIMi AJIEMEHTOB, pacCUMTaHHbIe MO Qopmyne 3 AIs KaXIOTO TUMA Py,
MPUBEACHBI HAa PUCYHKE 9.
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S, OTH. %
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3, OTH. %
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Mokpoe na3mens4yeHme

0,1 1 10

001 0,01 0,1 1

35

0 5 10

Cu

KoHueHTpauus, macc. %

B KucnotHoe pasnoxenne @ CycneHaus Ha ocHoBe [MAB
PucyHok 8. OTHOCUTENBHOE PACXOXKIEHUE MEX/Ty MTOJYyYSHHBIMU U U3BECTHBIMU 3HAYECHUAMU
(Om, OTH. %) A1 Cynb(QUIHBIX MEIHO-HUKEJIEBBIX PYI.

Ca Mn
100 100
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50 50 i
25 [emmemmmemmre e o= 25 pm—m——m g e 5204 -
0 A . PY Y xo Ali@ 0 — Aa 4 M
S5 | A —— .f_éjﬁ_’_‘ ______________ 25 e e Lo hecan s
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100 100
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5 ’-: ________ 25} (e e e
50 -50
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ATTECTOBAaHHbIE 3HA4YEHUSA, Macc. %

Pucynoxk 9. OTHOCHTENBHOE PACXOXKACHUE MEXKAY MOyYEHHBIMU U aTTECTOBAHHBIMHU
KOHIIGHTPAIUSIMU (I, OTH. %) IS sKeIe3HBIX (), MapraHieBbIX pyd () U KeJIe30MapraHIeBbIX
KOHKpeuui ().

N3 pucynka 9

CIIEIYET,

qTo

pe3yJIbTaThl

OBITH

POA TIBO wmoryr MIPU3HAHBI

YAOBJIETBOPUTEIbHBIMU JIIsI  OOJIBIIMHCTBA MpoaHanmu3upoBaHHeIX CO. OnHako, HCIOJIB30BaHHE
crioco0a MOKpPOTo M3MeEJbUeHUsl NP ONpPENEeIeHNN BbICOKMX KoHueHTpauuil Fe (40-80 macc. %) B
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KENEe3HBIX PydaxX, IPUBOAMUT K MOJYYCHHIO 3aBBIIICHHBIX 3HAYCHUH KOHUIEHTpauuii (§,, = 30-40 oTH.
%). Tarxke MOXKHO 3aMETHTbh, YTO conepkanust Mn Ha yposHe 20-40 macc. % 3aBbiieHs! (&, = 25-30
OTH. %). DTO MOXET ObITh CBA3aHO C NpOLECCaMHU pas3leleHus (a3 B pe3ysbTare CBEPXTOHKOTO
U3MEJBYEHUS], YTO MPUBOAUT K OTOOPY aJIMKBOTHI C 3aBBIIIEHHBIM COJAEPIKaHUEM PYIHBIX MaTPUUYHBIX
a7eMeHTOB. Jpyroi nmpu4uHO# 3aBbiieHus pe3yabratoB POA TIBO, saBiseTcst To, 4TO CIIEKTPOMETP
OTrpajlyUpoBaH IO pacTBOpaM, M HEOOXOAMMO IPOBOJIUTH IMEPEKATHOPOBKY YyBCTBHTEIbHOCTEH
JIEMEHTOB ISl BBICOKMX COAEPKaHUN C yUYETOM MaTpPHIIbI PY/IbI.

P®A TIBO He obecrnieunBaeT Ha/Ie)KHOE OIpeesieHne HU3KUX coaepskanuid Mn (<0,2 macc. %)
B 00pa3Iiax *eye3HbIX pyl, colepxanmx Oonbinoe koauuecTBo Fe, n3-3a untencuBnou FeKo nmunuu,
nepekpsiBatoleiics ¢ MnKo nunueit. Hanbonsume otkinonenus pesyasratoB POA TIBO ot u3BecTHbIX
3HaYeHu Habmonatores s Ba (6,,= 45-90 otH. %), Ti (5,,=50-900TH. %), 0COOCHHO I UX HU3KUX
COJIepKaHuil, YTO BEPOSTHO CBSI3aHO C MPSAMBIM HajokeHueM aHanmuTudeckux JuHuil BaLo/TiKa u
HEKOPPEKTHOM IEKOHBOJIIOLIMEN CIIEKTpa.

100
75

50

o oV
> 25

T ACo
= 0

O -

= 295 ®As
o S

50 HPb

-75

-100
0,001 0,01 0,1 1

ATTEeCTOBaHHbIE 3Ha4YeHUsA, Mmacc. %
Pucynok 10. OTHOCUTENBHOE PAaCXOXKACHUE MEXKAY MOTYyYEHHBIMU U aTTECTOBAHHBIMU
KOHIIGHTPAIUSAMHU (Jm, OTH. %) MUKPODIIEMEHTOB IS JKeJIe30MapraHIeBbIX KOHKPEIIUH .

XKenezomapraHiieBble KOHKpPELUHM COJAEpKaT OOoJbLIOE KOJIMYECTBO MHUKPOIJIEMEHTOB,
KOHILIEHTpALUM KOTOPBIX aTT€CTOBAHbI; M03TOMY JuIsl 3TUX CO mpeacTaBieHbl 3HaueHus o, 1 Co, V,
Pbu As (Puc. 10). Kak BunHo, pesynsratsl onpeneneaus As, Pb u Co meHee HafeKHbI U3-3a HAaJI0XKEHU N
muauit PbLa/AsKa u FeKp/CoKa.

Takum oOpa3om, pu pacuere KOHLUEHTPALMH 3JIEMEHTOB CIIOCOOOM BHYTPEHHEIO CTaHIApTa C
HCIIOJIb30BaHUEM BCTPOEHHOTO nporpaMMHoro obecrneuenuss SPECTRA 7.8.2, nns psaa 3j1€MEHTOB,
MMEIOLINX HAJIO0KEHUS JIMHUN B CIIEKTPE, PE3YJIbTaThl IPU3HAHbI HEYIOBIETBOPUTEIbHBIMU.

I'TTABA 4. PABPABOTKA METOAUMYECKUX ITOAXOJ0B JJIA YMEHBIIEHW A NJIA
VYCTPAHEHU S HAJIOXKEHUI AHAJIMTUYECKUX JIMHUM B CITEKTPE P®A IIBO

B uerBeproil rnaBe ommMcaHbl METOAMYECKHE MOAXOMAbI, MPEIJIOKCHHBIC ISl TOBBIICHUS
TOYHOCTH OIPEIEICHUS pPsAa DJIEMEHTOB, aHAIMTUYECKHE JTUHUU KOTOPBHIX HMMEIOT HAJOXKCHHUS B
SHEPTOIMCIIEPCHOHHOM cIieKTpe. Pa3pemraroriasi crmocoOHOCTh MOMYIPOBOAHMKOBOTO JIETEKTOPA 4acTo
HEJOCTATOYHA JJIsl Pa3esICHUs] TTUKOB DJIEMEHTOB, UMEIOMIMX OJM3KUE MO YHEPTUU AHATUTHYECKUE
nuHuU. B kayecTBe nmpuMepa Ha pucyHke 11 mokazaHa IeKOHBOJIOIMS CIIEKTPa B AUANa30HAX YHEPTUH
ot 3,5 nmo 13,0 x»B, rne BumHbl npsimbie HamokeHus: muanii BaLo-TiKa-LaLo, PbLa-AsKa, Bal -
CeLa-TiKB-VKa.

Bo3MoXHBIMH ~ BapuaHTaMU peHICHUS MPOOJIEMbl SBIISIFOTCS TMPHEMBI  pa3ICliCHHs] U
KOHIICHTPUPOBAHUS JJICMEHTOB, HMMECIONIUX HAJIOXKEHUS JIMHUH B CIEKTpE, JOTOJHUTEIbHBIC
rPaJyUpOBOYHBIC MPOIEAYPHI C TOMOIIBIO 00Pa3I0B CPABHEHMUS, UMEIOIIMX TAKHUE JKE JHUATIa30HbI
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Pucynok 11. HanoxxeHne aHaIMTHYECKUX

nuHu# B cnekrpe POA [IBO

COJIepKaHUN HAJIAraloUIMXCs HIIEMEHTOB, KaK H
poOHI, a TaKKe pa3paboTka
CIEIUATU3UPOBAHHBIX MaTeMaTHYECKHUX
npoueayp i 0O0paOOTKM  CHEKTpaJbHBIX
JAHHBIX U BBIICTICHUS TTHKOB.

B xene3HbIX pyaax cofepikaHue xee3a
u3MeHsercs ot 25 macc. % 10 65 macc. % u Ha
HECKOJIBKO TOPSIIKOB MPEBHIMIAET COJIEPIKAHUS
Ipyrux sineMeHToB. JlJIs JaHHOTO TUNA PYA
Obuta ampoOMpoBaHa MPOIEAYpa IKCTPAKIIUU
Keresa u3 poOBI pyzbl
METHIIN300y TUIKETOHOM®,

Hdnst sToro k HaBecke mpoObl 20 Mmr
no0aBuiy 1 Mi1 HapcKoil BOJKK U HarpeBaju Ha
ropsiuedt wurte nipu 170 °C B TeueHue 7 4acoB.
Jlanee pacTBOpUTEIh UCTIAPUITN U OCTYIUIIH, & K
ocTaBiieMycsi ocaaky nobasunu 1 man 6 M
pactBopa HCI. PactBopsl mepememmBanu 10
MOBTOPHOI'O PAcTBOPEHHUsSI OcCajgka, a 3aTeM
J00aBUIM 3 MJT METUIM300y THIIKETOHA U CHOBA
nepeMeliMBail B TEYeHHE 15 MUHYT IS
pazmenenus  ¢a3.  Opranudeckas  ¢asa
yaansigach € MOMOINBIO  MHKPOIUIIETKH.
AmukBoty 500 MKin HeopraHudeckou (asbl
oTOupanu B mpoOupky u mobasunu 50 MK
pacTBopa BHyTpeHHero cranaapra (Ga) c
koHeHTpauueit 1000 mr/m.

Tabmuma 3. [Ipenenst oOHapy)eHUs (MI/KT) 1 KOHTPACTHOCTh CIIEKTPATBHBIX JIMHUHN 2JIEMEHTOB

1A crmoco6oB OKCTPAKIIUHU U MOKPOTO U3MCIIbYCHUA.

DKCTpaKius MoKpoe U3MeTbUCHHE
DieMeHT [penensl oOHApYKEHUS, KOHTpacTHOCTH [penensl 0OHAPYKEHUS, KOHTpacTHOCTH
MI/KT MI/KT
Ti 1,6 8 7,2 1
\Y 1,8 2 12 0,5
Cr 1,7 1 21 0,3
Mn 15 158 25 16
Co 0,6 3 H/1 -
Ba 19 146 30 18

Ha pucynke 12 npencrasnens! ciekTpbl CO xene3Hoi pyasl 10 Asis cycreH3uu nocie MOKpOTo

u3MenbuYeHUsT (PO30BBIM) M pacTBOpa IIOCIE HJKCTpaKUMU kene3a (3eneHblif). Buano, dyTO

IKCTparupoOBaHUE JKejie3a U3 pacTBOpa MPOObI MPUBOIUT K 3HAYUTEIbHOMY CHIDKCHHIO (OoHA (Ngon),

3 Trace analysis of high-purity iron by total reflection X-ray fluorescence spectrometry/ J.S. Chen, H. Berndt,
R. Klockenkamper, G. Tolg // Fresenius J. Anal. Chem. — 1990. — V. 338. — P. §91-894.
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ynyutieHH0 KOHTPACTHOCTH (Ni/Ngou) MTHKOB OIU3IEKALNIMX YIEMEHTOB U COOTBETCTBEHHO MPE/ICIOB
obHapyxenwus (Ta6:. 3).

B Tabnune 4 mpencraBieHo cpaBHeHHE pe3ynbTaToB ompeaeneHus Ti, V, Cr, Mn, Co u Ba,
MOJIYYCHHBIX JIS PAcTBOPOB IMOCJIE AKCTPAKIMHM JKejie3a W JUisl CyCHeH3WH, ¢ aTTEeCTOBAHHBIMH
3HayeHussMU. OIeHKa MPaBHJIBHOCTH IPOBOJAMIACH C HUCIOJb30BaHMEM mokaszateis R (otH. %),
paccYuTaHHOTO 1Mo GopmyIe:

R =%.100 %, (4)
Co

Tabnumna 4. CpaBHeHue pes3ysabratoB onpeaenenus Ti, V, Cr, Mn, Co u Ba B *ene3HbIx pyaax
HpI/I HNCITIOJIB30BaAHUN SKCTpaKIII/II/I 58 MOKpOFO N3MCIIBbUYCHUA C ATTCCTOBAHHBIMU 3HAYCHUSIMU .

DneMeHT, Obpasen N3BecTHbIE DxctpaKus R, Mokpoe R,
MT/KT 3HauEHHUe oTH. % M3MeJbUYeHUE oTH. %
183-89 438 + 40* 582 +29 133 521 +26 119
OK-28 1151 £100** 1089 +54 95 1330 +70 115
Ti 16 204 £20 254+ 13 125 314+ 16 154
p36 14928 + 200 12780 + 640 86 12660 + 630 85
p36 186 + 20 166 + 8 89 155+ 8 83
183-89 40+04 38+4 96 H/O ***
OK-28 574+ 6 576 +29 100 482 +24 84
\% 16 11+0,1 7,8 £04 72 H/1T -
p30 3137 +£31 2760 + 140 88 3470 +£170 111
p36 8§+01 5,8+0,3 76 H/0 -
183-89 19+0,2 H/O - H/O -
OK-28 151 +15 112+6 74 168 + 6 111
Cr 16 15+0,1 11+1 73 - -
p306 455 £46 397 +20 87 441 £22 97
p36 22+0,2 13+1 61 H/0 -
183-89 460 + 20 514 +26 112 510 +25 111
OK-28 19055 £ 190 20210 +£ 1010 106 14610 £ 730 77
Mn 10 16654 + 200 16650 + 830 100 19760 + 988 119
p36 1797 £40 1800 +90 100 2530 +130 141
p36 186 £ 10 188+9 101 217+ 11 117
183-89 8,7+0,1 8,1+0.2 94 H/0 -
OK-28 143 + 14 170 +9 119 H/0 -
Co 16 16£0,2 19+1 119 H/0 -
p36 200+ 20 218 £ 11 109 H/0 -
p36 2,5+001 1,8+0,1 71 H/O -
183-89 31000 + 1700 27160 + 1360 88 27130 + 140 90
OK-28 1271 £12 1200 £ 60 94 1420 +71 112
Ba 10 140 + 14 73+4 52 98 +4 70
p36 84 +0,1 H/0 - H/0 -
p36 17+2 H/O - H/O -
* - ArrecroBanHble 3HaueHus; **- Pesynprarel, momyuennbsie MetonoM UCII-MC; *** - ge oOHapykeHO

N3 tabmuiibl 4 crieayert, 4To MOCie YKCTPAKIIMK Kejie3a CTallo BO3MOXHBIM omnpenenenne Co, a
TaKKe MOBBIIIACTCS TOYHOCTh onpeaeneHus Mn u V B 00pa3siiax )Kele3HbIX pyl. 3aHMKEHHbIC 3HAUCHUS
nokazarens R (60-75 otH. %) mns Cr cBsi3aHBI C €r0 YaCTHUYHBIM MEPEXOJOM B OpraHMYEcKyro (asy
BMeCTe C elie3oM B mporecce 3kcTpakiuu. Jns Ba m Ti o6a cmoco6a mpoOONOATrOTOBKH Jar0T
COTIOCTaBUMBbIE PE3YJIbTAThI.
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Pucynoxk 12. Cnektpsl POA TIBO ans CO 16: Mokpoe u3menbueHue (PO30BbIii), SKCTPAKIHS
(3eneHsli).

[TockonbKy TIIaBHAs Ieb Halled paboOThl 3aKIIOYaNach B TIOBBIIICHHMH TOYHOCTH aHaIU3a
CYCHEH3HM, Mbl U3YUHIIU BO3MOKHOCTh TPUMEHEHUS IOMIOJIHUTENbHBIX TPaAyHUpPOBOYHBIX MPOLEAYP U
00paboOTKH CIEKTPOB IS ONIpe/IeTIeH s ClIeyomuX dneMeHToB B cycnensusx: Ti, Fe, Co, Ni, Cu, Zn,
As, Ba, La, Ce u Pb. HanoxxeHne aHaTUTUYECKUX JIMHUHA ITUX AJIIEMEHTOB MPE/ICTABICHbl HA PUCYHKE
11. B xadectBe 0O0BEKTOB uccienoBaHus BbiOpanbl 9 CO jkeme3oMapraHIEBBIX, MapraHIEBBIX
KOHKpEIMH 1 KOOAThTOBO-MapraHIIeBbhIX KOPOK, TAK KaK B HUX MMPUCYTCTBYET OOJBINIOE KOJTUIESCTBO, KaK
MakKkpo- TaK U MHUKDPOJIJIEMEHTOB, COACPKaHUSI KOTOPBIX aTTecTOBaHbBI. [lopomikoBbie 00pa3isl ObLIN
MIOATOTOBJIEHBI B BUJIE CYCIIEH3UN C TOMOIIBIO MOKPOTO U3MEJIbUEHHUS.

Jlnist pacyeTa cofiepKaHHi OIpeIensieMbIX 3JIEMEHTOB B 00pa3Iax UCI0JIb30BaIl TPHU PA3IHMUHBIX
crocoba pacuera.

[TepBblii — 3TO cOCOO BHYTPEHHETO CTaHAApTa, TPAIUIUOHHO TpuMeHseMblii B POA TIBO, roe
YYBCTBUTEIBHOCTH ISl 3JIEMEHTOB OIPECIICHBI C TOMOIIBIO pacTBOPOB (popmyia 2).

Bropoii cnoco6 — rpaamyupoBanue mo CO, rme nans pacuera COACPNKAHWM HCIOIb3YIOTCS
rpaayupoBodHbie rpaduku, moctpoeHHble ¢ momoiibio Tpex CO konkpenwmit (OOITE604, XXMK-1,
KMK-2) ¢ mmmpoKuMu BapraIysaMu Coepikanmii 31eMeHToB (hopmyna 5). B kauecTBe aHATUTHYECKOTO
rapaMeTpa MCIOJb30Baji OTHOIIICHHUE TUIOMIA/ICH MUKOB XapaKTePUCTUUECKUX JUHUN aHamuTa (N;) u
BHyTpeHHero crtanaapta (Ng;,), 3HaU€HUs KOTOPBIX MOIYYEHBI MOCHIE JEKOHBOJNIOIHMH CIEKTpa B
MPOTPaMMHOM O0ECTICUCHHH

C;, = +b (5)

NGa
BBLI0 MOJTydYeH0, 9TO IS BCEX BHIOPAHHBIX 2JIEMEHTOB, 3a uckmoueHueM Ce (R? = 0,75), HaGmonaercs

Xopoluas JTMHeiHas 3aBucuMocThb (R?> 0,90).
Tperuit crnoco® — BbIFENEHHE MHKOB JJIEMEHTOB C HCIONb30BaHUEM LS-nexommno3zunuun

(1eKkoMITO3UIUs CIIEKTpa METOOM HaMMEHbIIUX KBaApaToB). B ycioBusx orpannuenHoro uuciaa CO
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paccMoTpeNr BO3MOKHOCTh CItoco0a pacyeTa KOHIEHTpalUi, KOTOPBIM NpenonaraeT uCIoIb30BaHHE
TOJBKO OAHOTO rpaayupoBoyHoro obpasma (OOIIE 601). JlanHbli cioco0 OCHOBaH Ha PA3JOKEHUU
cnekTpoB (S) aHanmu3upyeMbIx OOpasloB Ha CyMMY HHIMBUAYATbHBIX JJIEMEHTHBIX CIIEKTPOB (i),
OTBEUAIOIIUX OT/EIbHBIM dJIEMEHTaM:

S =X ws, (6)

B pesynbraTe Takoro pasyoKeHHs ONpPENEIINCh Beca (Wi) MHAMBHAYAJIbHBIX 3JEMEHTHBIX
CIIEKTPOB METOJOM HaUMEHbIINX KBaJaparoB. KoHueHTpanus nenesoro aemMenTa (Ci) onpenensiach Ha
OCHOBE Beca ero HHMBHIYaJILHOTO CIIEKTPa B aHAIM3UPYEMOM (Wi) M B CTaHAapTHOM oOpasue (Wi*):
Wi

C;=CSt- (7)

st
w;i

rae Ci*' — KOHIEHTpaIus 1-TOro 3JIeMEHTa B CTaHAapTHOM 00pasIie.
B Ttabmune 5 pans pa3HbIX CIOCOOOB pacueTa KOHILEHTpAIMi TPHBEICHBI OKa3aTesH
CpeaHeKBaApaTHIHON ommOKH nporHo3uposanus (RMSEP), paccuntanHoii 1o ypaBHEHHIO:

n(Co—Cp)2
RMSEP = 21—1(—0), (8)
n

rae Cou Cj - arTecToBaHHAs ¥ HaiiIeHHAs KOHLIGHTPAIIHSI OTIPEEIISIEMOro AIEMEHTa; N- YUCIIo 00pa3IoB
(6e3 yuera KamMOPOBOYHBIX 00OPA3IIOB).

MunumManbehbie 3HadeHUsT RMSEP Boinenens! skupHbIM mpudToM. M3 Tabaunel 5 ciaeayer, 4to
LS-nekommosunius u rpaayupoBka mo TpeM CO B OOJBIIMHCTBE CIIy4aeB IMO3BOJSIOT YIYYIIUThH
MPaBMWIBHOCTH CII0C00a BHYTPEHHEr0 CTaHapTa.

Tabmuma 5. 3nauenus RMSEP (macc. %) mist Tpex MOAXOI0B KOJMHMYECTBEHHOW OIEHKHU
COAEPKAHUU PJIEMEHTOB.

DneMeHT (auana3oH Crnioco0 BHYTpEHHETO LS-nexommo3utust ['pamyupoBka 1o Tpem
KOHIIEHTpaLui), cranjapra (IS) (LS) CO (LC)
macc. % RMSEP
Ti (0,288 —1,259) 0,033 0,038 0,026
Fe (5,42 -17,39) 0,262 0,351 0,273
Co (0,17 -0,75) 0,094 0,039 0,023
Ni (0,34 - 1,52) 0,051 0,030 0,047
Cu (0,09 —1,26) 0,031 0,033 0,048
Zn (0,058 - 0,159) 0,007 0,004 0,008
As (0,006 -0,019) 0,003 0,001 0,002
Ba (0,152 — 0,405) 0,081 0,047 0,030
La (0,009 —0,032) - 0,008 -
Ce (0,02 -0,11) 0,031 0,032 0,022
Pb (0,03 -0,15) 0,033 0,015 0,013

Jlnst cpaBHeHHsT Ha pHCYHKe |3 TOKa3aHbl 3HAYeHUS OTHOCUTENBbHBIX 3HaueHuid RMSEP,
MOJIydeHHbIE MyTEeM JIeIeHMs] Ha CpelHee 3HadeHHe auana3oHa KoHueHTpanuil. Kak crnenyer us
Tabnuubl 5 U pucyHka 13, Bce Tpu cmocoba pacuera COJEp>KaHUI 3JIE€MEHTOB OO0ECIEYHBAIOT
conocraBuMyto Tounocth st Ti, Fe, Ni, Cu, Zn (RMSEP <10 otH. %). Cioco0 rpagyupoBKy 10 TpeM
CO u LS-nekommnosunus odecneunBatoT 6onee Huszkue 3HaueHust RMSEP (< 25 otn. %) ansa Co, As, Ba
u Pb mo cpaBHeHHI0 co crmocoboM BHYTPEHHEro CTaHaapTa, ajs kotoporo RMSEP nocturaet 28 oTH.
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% st Co u AS, 39 otH. %. mist Ba u 43 ota. %. mist Pb. Pesynbrater onpenenenus Ce  BceMu Tpems
criocobamMu pacdyeTra MOTYT PacCMAaTPHUBATHCS TOJBKO KaK IMOJYKOJIWYCCTBEHHbBIC, OHAKO mpu LS-
nexomnosunuu 3nadeHne RMSEP nmke (36 0TH.%.) o cpaBHeHHIO ¢ ApyruMu criocobamu (RMSEP~50
otH. %). Crneayer OTMETHTh, YTO C MCIIOJIb30BAHUEM JCKOHBOJIOLUH, 3aJI0)KEHHOW B MPOTPaMMHOE
obecrieueHue, He YIaI0Ch BbIICTUTh MUK JuHuK Lal.a, B TOo Bpemst kak LS-1ekoMno3uiius mo3Bosinia
nosykonuuectBeHHoe onpenenenue La (RMSEP 52 otH. %).

IS =LS =LC

T

RMSEP, oTH.%

TR CERREAL R AR ERRYRRRRLEA RN AR LTARE

LT
LU

i
L
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i

eE EEE ==
Ni Cu Zn As Ba La Ce
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®)
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Pucynok 13. Otnocurenbhbiii RMSEP mns crmoco6oB BHyTpennero cranmapra (I1S), LS-
nexommo3uiuu (LS) u rpagyuposku mo CO (LC).

[JIABA 5. OIIPEJEJIEHUE S, Ni, Cu B CYJIb®UJHBIX MEJJHO-HUKEJIEBBIX PYIAX: OIIBIT
YYACTHUS B ITIPOTPAMME ITPOBEPKH KBAJIMOUKALINU AHAJIMTUYECKUX
JIABOPATOPUM

B msATO#1 rmaBe mpencTaBieHa OlEHKa KadyecTBa pe3ynbTaToB onpenenenus S (2,8-36 macc. %),
Ni (0,4-5,3 macc. %) u Cu (0,7-26 macc. %) meronom PDA [IBO B oOpasuax cyab(puIHBIX MEIHO-
HUKENIEBBIX pYyH, MPENOCTaBICHHBIX B paMKaX MPOrpaMMbl MEXKJIa0OpPAaTOPHBIX CPAaBHUTEIBHBIX
ucnbitanuii (MCH). OpunHanuate oOpas3noB pyd ObLIM TPUTOTOBIEHB B BHUJE CYCHEH3UU C
WCIIOJIb30BAaHUEM MOKPOTO U3MEBUCHUS C 1o0aBieHneM pacteopa Ga.

Jlns ycTaHOBJIEHUST HHCTPYMEHTAJIbHOM TMOTPEUIHOCTH U3MEpPEHHs BbIOpanu oOpasubl ¢
MUHHUMAJIBHBIM U MAaKCUMAJIbHBIMU COJCPKAHUSIMHU aHAJIUTOB B UCCIIEYEMbIX pyaax.

Ta0ymua 6. 3gauenus orHocutenbHbIX CKO.

ITudyp o6pasia < OTHOCHTeHBHGIie CKO, % =
577 3,7 3,7 34
578 2,9 2,9 3,1
690 47 2,0 2,0
691 42 3,0 3,8
692 1,7 18 2,0
693 25 11 18
694 3,7 3,0 2,2
695 4,3 3,0 34
696 19 19 1,6
697 1,7 11 15
792 2,1 12 3,0
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OI[I/IH H3JIy4daTCiib UBMCPSUIM OCCATHh pa3d B TCUCHHUEC JHA W PACCUHHUTHIBAJIM OTHOCUTCIIBHOC

I.
cpeanee kBaapatuyHoe oTkiIoHeHHe (CKO) Mexnay pe3ynbTaraMu HU3MEpPEHUs I—‘ 3nauyenuss CKO
is

coctaBwin 0,5-2 0TH. % JUIS BCEX AIIEMEHTOB M MAJIO 3aBUCEIH OT COJIEPIKAHMsI aHAJIUTA.

3nauenus otHocuTeabHbIX CKO, KoTOpBIE XapakTepu3ytoT pa30poc pe3ybTaToB u3mepenus 10
napaJuieTbHBIX M3IydaTesiel, MPUTOTOBICHHBIX U3 OJTHOW CYCIIEH3WH, COCTABISIOT He Ooiee 5 oTH. %
(Tabu. 6)

Paccmotpenu nBa cmoco0a pacuera KOHILIEHTpAlui 3JIeMEHTOB: 1) cmoco® BHYTpPEHHEro
CTaHIapTa C HCIOIb30BAHUEM UYBCTBUTEIBHOCTEH 93JEMEHTOB, 3aJI0KEHHBIX B IPOTPAMMHOC
obecrieuenue (popmymna 2), 2) rpagyupoBaHue 1Mo oopasiam cpaBHeHUS (PopMyria 5) ¢ UCIIOIb30BaHUEM
13 00pas31oB cyab(pUIHBIX METHO-HUKEIIEBBIX PY, SJIECMEHTHBIH COCTaB KOTOPBIX OBLT paHee OnpeeicH
C TMIOMOIIIBIO aTTECTOBAHHBIX METO/IUK.

Ha ocnoBanum 3nauennii RMSEP, paccunTtannbpix mo ¢opmyie 8 ans TecToBOW BBIOOPKH U
MPEICTaBICHHBIX B Ta0NHIIE 7, CJIeTIaH BBIBOJI, UTO JIOTIOTHUTENbHAS IPAAYUPOBKA TTO3BOJISET MOTYyIUTh
Ooyiee TOYHBIE PE3yJIbTATHI, MO3TOMY 3TOT CHOCOO BBIOpaH IJIs pacdyera COAEPIKAHUI IIEMEHTOB B
oOpasmax

Tabmuna 7. 3nauennss RMSEP miist pa3HbIx cioco0oB pacueTa KOHIICHTPALUH .

RMSEP, macc. %
DIIeMeHT Juanason I'pamyumpoBka no oopasiam
coaepskanuii, Mmacc. % | Crmocod BHYTpPEHHETO CTaHAapTa y
CpaBHEHHS
S 1,22-36,7 2,95 1,83
Ni 0,25-8,24 0,93 0,48
Cu 0,53-14.9 1,27 0,43

B ycnoBusx BHyTpuUIabOpaTOpHON MPEHM3MOHHOCTH M3 Kaxaoro ooOpasna pyasl ObLIO
MPUTOTOBJIEHO IO JBE CYCIEH3WH, ISl KaKIOW M3 KOTOPBIX OBUI TOJYYEH CPEAHUMA pPEe3ynabTaT
n3mepeHus. [locKoNMbKy cojepaHWE aHAIUTOB B 00pasliax BapbHPYET B IIMPOKUX TMpenenax st
pacdeToB UCTIOIB30BaIH HEe abconroTHOE oTkIoHeHue (C;; — Cjp), @ OTHOCUTENBHOE:!

i [
2m

m (., ~12
Ogmr = 100%\/ 21[(Cia—=Cip)/C] ’ (9)

rae C;; — coaep:kaHue KOMIIOHEHTA B IEpBOM cycneHs3uu; C;, — cOJAep:KaHue KOMIIOHEHTa BO BTOPOM
cycnensun; C — cpejiHee MO0 JABYM pe3ysibTaTaM ONpeiesieHus; M — 9uciio 06pasioB.

[Tokazarenu BHYTpHJIAOOPAaTOPHON NPELUU3MOHHOCTU PACCUMTHIBAIM Ui BCEro Juana3oHa
OIpeeNseMbIX KOHIIEHTPALUI 3JIEMEHTOB U3-3a HEOOJIBIIIOT0 KOJIMYECTBA 00Pa31OB.

Honyctumbie otHocutenbHble CKO 0, pe3ynbTaToB aHanusa, BbiojHsAeMble MeTomamu
KaTerOPUU TOYHOCTH? , a Takke paccyuTaHHble 3HadeHus: oTHOCUTENbHEIX CKO 0y, -, IPUBCICHBI B
Tabmnuie 8.

* OCT 41-08-212-04. Cranmapt otpaciu. YIpaBicHUE KAUeCTBOM aHAIUTHYECKUX paboT. HOpMBI MOrpENIHOCTH MpH
OIpeJIeTICHU XUMHYECKOTO COCTaBa MHHEPAIBLHOTO CHIPbS M KJIaCCU(HUKAIMK METOJAWK JIadOpaTOpHOro aHaliu3a I10
TOYHOCTH pe3yinbTaroB. 2005. 23 c.
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Tabmuna 8. PaccunTaHHble 3HA4YEHUS SKCIEPHUMEHTAIbHBIX OTHOCUTEIBHBIX CPEIHUX
KBaJpPaTUUYE€CKUX OTKIIOHCHUI

nanas3oH coaeprkanuii mo OCT 41 - o
DneMeHT A 08-2?2?04, \iace. % Indp obpasia ( (% U(%;(r)l).r
30,0-39,9 578;693;696;697;792 1,0
20,0-29,9 692 1,2
S 10,0-19,9 577,694,695 15| 26
5,0-9,9 691 3,3
2,0-4,9 690 54
Ni 1,0-9,9 577;578;691;692;693;694;695;696;697;792 | 5,0 26
0,20-0,49 690 9,6 '
5,0-25,55 577;578;792 2,1
Cu 2,0-4,9 692;693;695;696;697 35 35
1,0-1,9 691 50 '
0,50-0,99 690 7,0

Kak cnenmyer u3 Tabmumsl 8, 3Hauenuss otHocutenbHbIx CKO 1is Bcex ompenensieMbIX
AJIEMEHTOB COCTABISIOT Oyin3Kyt0 Benmuuuny (~3%). [lpu ananuze meronom PDA TIBO, kak npasuio,
CllyyaiiHas MOTPEUIHOCT MEHEE 5 OTH. % cuuTaeTcs npuemiaeMol. CpaBHUBAs BEIMYUHBI Oy, U Oy
MOKHO cJielaTh BbIBOJ, uTO mis Ni 3HaYEHME Opy, -, HE HpeBbimaeT gomyctumoro CKO mns Beex
JMara3oHoB cojepxkanuil, ;s S u Cu obecrieunTh TpeOyEeMyH TOYHOCTh HE yJAaeTCs MPH BBICOKHUX
conepxkanusx (>10 macc. % ms S, >5 macce. % mis Cu).

OOpaboTKa AKCIEPUMEHTAIBHBIX JaHHBIX, IIOJYYEHHBIX NpPU TPOBEJCHUU IPOTPAMMBI
MIPOBEPKU KBaIU(pHUKAUU J1a00paTopuid, BBHINOJHSUIACH IO AJNTOPUTMY OLIEHKM KadecTBa C
UCIIONIb30BaHNEM Z — HHJIEKCA (XapaKTEPUCTUKK (PyHKIIMOHUPOBAHHMS)°.

z=4"% (10)
On
rae C; — pe3yibTaT HUCIBITAHWNA, MONYYeHHBIH B nabopatopum, C(, — TpPUNHCAHHOE 3HAYCHUE
nokasarens, 0, — gomycrumoe CKO.

B kauecTBe 0, MpUHUMAaIK 3HAYEHHUE, B3ATOE JUIS COOTBETCTBYIOIIETO IMANa30Ha COAEPKAHUN
ompenensemoro nokazarens u3 OCT 41-08-212-04.

IIpu |Z|< 2,0 xapakrepuctuka (yHKIMOHMPOBAHUS Ui J1a0OpaTopuM MpU3HAETCA
yaosneTBoputenbHoi, mpu 2,0 <|Z|< 3,0 xapakTepucTHKa (QYHKIMOHHUPOBAHMS COMHMTEJIbHA,
TpeOyeTcsi BBINOJIHEHUE MPEeAYNpEeXAAONMX JelcTBuil, 3Hauenue |Z]> 3,0 yka3piBaeT Ha
HEY/IOBIETBOPUTENIbHYI0  XapaKTepUCTUKY  (yHKUMOHMpOBaHMs,  TpeOyeTcs  BBIIOJIHEHUE
KOPPEKTHPYIOIMX neiicTBuil. B Tabmume 9 g Kaxmoro sineMeHTa NPHUBEACHBI pacCUYNTAHHBIC
3HauYeHUs Z-uHJEKCa.

HeynosneTBopuTenbHble pe3yabTaThl IJs TpeX 00pasloB MpHU OMPEAETEHUH S MOTryT OBbITh
CBSI3aHBI C TEM, YTO XapaKTEPUCTHIECKHE PEHTTEHOBCKUE JIMHUU S HAXOAATCS B HU3KOIHEPTreTUIECKOM
00J1acTH CIIEKTpa, Ilie BIUSHUE pa3Mepa YacTHIl U MAaTPUIHBIX 3PPekToB Ha pe3yiabTaThl POA T1BO
BO3pACTaerT.

> TOCT P 50779.60-2017 «Cratuctuueckue MeTonbl. [IpuMeHEHHWE NP TPOBEPKE KBATH(PHKAIMH [TOCPEICTBOM
MEXI1a00paTOPHBIX UCIIBITAaHUID)
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Ta6muma 9. 3uauenus Z-UHIEKCOB

S
Hlngp odpasua Cy, macc. % | C;, macc. % Oy Z 3akiroueHne
577 17,78 18,39 0,267 54 HEYJIOBJL
578 30,95 30,65 0,310 0,3 YJIOBIL
690 2,85 2,83 0,154 0,1 VJIOBIL
691 6,21 6,21 0,205 1,6 VJIOBIL
692 29,2 28,15 0,350 14 YJIOBIL.
693 36 38,67 0,360 6,1 HEYJIOBJL.
694 15,1 14,03 0,227 1,3 VJIOBIL
695 16,1 14,97 0,242 14 YJIOBIL
696 35,4 36,13 0,354 1,6 YJIOBIL.
697 35,6 36,12 0,356 11 VIOBIL
792 35,16 38,57 0,352 8,4 HEYJIOBJL
Ni
Hingp obpasua Cy, Macc. % | C;, macc. % o, Z 3aKiIoueHue
577 1,70 1,86 0,085 19 YJIOBIL.
578 5,32 5,18 0,266 0,5 YJIOBIL
690 0,36 0,38 0,035 0,5 YJIOBIL
691 0,65 0,65 0,033 0,1 YJIOBIL.
692 3,36 3,09 0,168 1,6 YJIOBIL.
693 494 5,02 0,247 0,3 YJIOBIL
694 1,37 1,42 0,069 0,7 YJIOBIL
695 1,52 1,36 0,076 2,0 VJOBIL
696 451 4.3 0,226 0,2 VJOBIL
697 4,83 5,06 0,242 1,0 YJIOBIL
792 5,085 512 0,254 0,1 VOBIL
Cu
HIup oGpasua Cy, Macc. % | C;, macc. % Oy Z 3aKiroueHne
577 6,32 6,46 0,133 11 YOBIL
578 25,55 25,52 0,537 0,1 YJIOBIL.
690 0,72 0,68 0,050 0,8 YJIOBIL
691 1,37 1,32 0,069 0,7 YJIOBIL
692 3,69 3,56 0,129 1,0 YJIOBIL.
693 3,79 4,06 0,133 2,0 yJIOBJI
694 6,81 6,48 0,143 2,3 COMHUTEIBHO
695 401 3,66 0,140 2,5 COMHMUTEIILHO
696 3,65 3,55 0,128 0,8 YJIOBIL.
697 4,00 4,00 0,140 0,01 YJIOBIL.
792 4,63 4.87 0,097 25 COMHMTEIIHLHO

JJisl OLIEHKM 3HaYUMOCTH CHCTEMATHUECKOI'0 PACXOXKICHUS MEXy MOJyYEHHBIM PE3yIbTaTOM
aHanu3a ¥ IPUITMCAHHBIM 3HAYEHUEM ISl BCEH TPyMIbl MPOO UCTIONB30BaU t-KPUTEPUl, CpaBHHUBAS t-
tabnuyHoe (t (0,05;10) = 2,23) ¢ paccuuTaHHBIM t-KpuTepueMm JUisi BCed rpymnmnbl mpo0. 3HaueHue
paccumtanHoro t-xpurepus coctaBmwio st S — 0,26; g Ni — 0,05; s Cu — 0,89. Iockoabky Bce
paccUMTaHHbIE 3HAUCHUs t-KpUTEpUs MEHbIE TaOIUYHOTO, CUCTEeMAaTHuYecKas MOTPEIIHOCTh He
3HAYMMa.

JIOTOJHUTEABHO AJISI XapaKTePUCTUKHU NpaBWwiIbHOCTH MeToaukun POA TIBO s kaxgoro
3JIEMEHTAa PACCUUTAHO OTHOCHUTENIBHOE PACXOXKACHHUE MEXIy IOJYyYEHHBIMH U IPUIHCAHHBIMU
3HAYEHUSAMU ISl CYNb(PUIHBIX METHO-HUKENEBbIX pyA (8, 0TH. %) mo dopmyne 3. Ilomydeno, 4yro
BennynHa &, s S, Ni u Cu cocraBnset He 6osee 10%.
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BbIBO/IbI

1. [Tonmy4eHbl OlIEHKH 3HAYE€HUN MOBEPXHOCTHOW TIOTHOCTH «TOHKOT'0» HEHACHIIIEHHOTO
U3NMy4yaTenss M3 BBICYLNICHHOW CYCIIEH3MHM Ha TIOJJIOKKE-OTpa)kareie ¢ y4eToM KO3 UIIMEHTOB
ocrnabieHuss PEHTTeHO(IYOPEeCIeHTHOTO U3Iy4YeHHUs aHajiuTa M BHYTPEHHErO CTaHJapTa,
pacCYMTaHHBIX AJI1 U3y4aeMbIX Py, COCTaB KOTOPBIX Mojenuposanu nuputoM (FeS,), mupomo3utom
(MnO,), marneturom (Fe3O4). Ha ocHOBaHMM TpOBENEHHBIX pPacdyéTOB BHIOpaHA KOHIIEHTpAIUs
TBEP/IOTO BEIIECTBA B CyCIIEH3MHU, paBHas 4 Mr/mil. B 3ToM ciydyae macca mopoIIka Ha MOJIOKKE Moce
BhICYIIMBaHus 10 MK cycrieH3uu coctapiset 40 MKT, a TOBEPXHOCTHAs TIOTHOCTD 0,14 Mr/cm?,

2. BhINONHEHBI OLIEHKH MOIPEIIHOCTH 0TOOpa aJIMKBOTBHI CYCIIEH3UU C HCIIOIB30BaHUEM
MHUHepaia WIBMEHHUTA JJIsI OTCHUTOBAHHBIX (pakmuii: <63 MkM, >63 MKM H JJIs JTOMU3MEIBYCHHOTO
MIOPOIIKA CO CPEHUM pazMepoM yacThll ~ 10 MxkM. OLIeHKH NTOKa3alu, YTO IPU U3MEPEHUH 00pa31ioB ¢
KPYNHBIMM 4acTHLIAMU (> 63 MKM) OTHOCUTENBHOE CTaHJAapTHOE OTKJIOHEHHE MEXAY pe3ylbTaTaMH
napajuieJbHbIX HAHECEHUM aJMKBOTHI Ha MOAJIOKKY MOXKET npeBbimath 100 %. YMeHbleHne cpeHero
pasMepa uactul mopomka 10 10 MKM mpuBOOUT K uUX Oojiee paBHOMEPHOMY paclpeAesieHUIO0 U
o0ecrieurnBaeT 3HaU€HUs OTHOCUTEJIHHOTO CTaHIAPTHOTO OTKIOHeHUs MeHee 10 %. [ pa3HbIX TUIIOB
CO pya (kene3HbIX, MapraHlEBBIX, CYAb(OUAHBIX MEIHO-HHUKENEBBIX PYyI U JKeJle30MapraHieBbIX
KOHKpELHii) MoKa3zaHa He00X0JUMOCTh UX JOTIOJHUTEIBHOTO H3METbUCHHUS.

3. W3ydeHo BiMsSHHME pa3Mepa YacTHIl TOPOIIKOBHIX O0Opa3loB yKa3aHHBIX pyd U
pacrpezesneHus BHYTPEHHEIO CTaHJapTa B IPUTOTOBJIEHHOM CYCIEH3MM Ha IOBTOPSIEMOCTb
onpeneneHus 3neMenToB MetosioM POA T1BO. [lnsa nu3yuenus pacnpeneseHusi BHyTPEHHETO CTaHAapTa
B CyCII€H3UHU OBUI MPUBJIEYEH METOJ dIEKTPOHHO-30HA0BOTO PEHTTCHOCIEKTPAIbHOTO MUKPOAHAH3a.
[TpogeMOHCTPHPOBAHO, UTO YMEHBILIEHUE CPETHETO pa3Mepa YacTUIl IPUBOAUT K 00Jiee paBHOMEPHOMY
pacnpeeNeHuI0 BHYTPEHHETO CTaHAapTa U YJIy4YLIEHHIO BOCIIPOM3BOJUMOCTH HAHECEHUS CyCIEH3UU
Ha MOJJIOKKY-OTPaKaTeb.

4. OrneHeHa NpaBUIIbHOCTH OTPE/IEIICHNUS 3JIEMEHTOB B 00pa3Iiax jKeJIe3HbIX, MapTaHIEBbIX,
CyJIb(DUIHBIX MEIHO-HUKEJEBBIX PyA M JKEJI€30MapraHILEBbIX KOHKPELHUSAX, PUTOTOBJIECHHBIX B BUJE
BOJHBIX cycrneH3uid ¢ poOaBinennem I[IAB, metomom P®A TIBO. Paccumtano oTHOCHUTENBHOE
PacXoXXICHNE MEXIY MOTyYeHHBIMH M M3BECTHBIMU 3HauUCHUSAMH (J,y,,%). 3HaueHus &§,,BapbUpYIOT B
mupokux npenenax (ot -42 otH. % 110 50 oTH. %) B 3aBUCUMOCTH OT TUIIA PYJIbI U COACPKAHUS aHAIUTA.

5. Pazpaboran HOBBIN crioco0O npurortosieHus cycnensuit k POA [1BO, ocHoBaHHBINM Ha
U3MEIBYCHUN IMOpOIKAa pyabl B BOJHOW cpeae ¢ Jo0aBIEHHWEM BHYTPEHHErO CTaHJgapra ¢
HCIIOIb30BaHUEM KOHTEHHEpoB 00bEMOM 10 Myl ¥ pa3MoONBHBIX MmIApOB auamerpom 1 mm. Mokpoe
U3MEJBYEHHE TO3BOJIMIIO MTOJIyYUTh OJHOMOAILHOE pacIpeeIeHe YaCTUll, CPEIHUN pa3Mep KOTOPbIX
Menee 6 mkM. CpaBHenue pesynbratoB ompeneneHuss Fe, Ni m Cu, momydeHHBIX crocoOamu,
UCIIOJB3YIOIMMU MOKpPOE HM3MENIbUEHHME, KHUCIOTHOe pasioxkeHue u IIAB, mokasano, 4to croco0
MOKpPOTO HU3MEJBYEHHs] C [J00aBJIEHHMEM BHYTPEHHEIo CTaHJapTa oOecleduBaeT 3HAYCHUS
OTHOCHUTEJILHOTO CTaHJAPTHOIO OTKJIOHEHUSA 2-5 %. BBINOIHEHB! OLIEHKU IPaBUILHOCTH ONPECICHUI
3JIEMEHTOB IIPHU MCIOJIb30BaHUU CII0OCO0a MOKPOTO M3MENIBYCHHUS U1l pACCMaTPUBAEMbIX TUIIOB PYII.

6. DKCTpakius jkeje3a W3 pacTBopa MPoObI pyAbl METHJIM300yTHIKETOHOM IO3BOJIMJIA
YIYYIIUTh TOYHOCTH omnpeneneHus V, Mn u Co npu HaIM4YMU HAJIOKEHUS UX aHATMTUYECKUX JIMHUU.
DKCTpakuus jkeyie3a MpuBeia K 3HAYMTEIbHOMY CHHIKEHHMIO MHTEHCHBHOCTH (pOHA W YyIyUIICHUIO
KOHTPACTHOCTHU IMMKOB OJIM3JICKAIIMX JIEMEHTOB, M, COOTBETCTBEHHO, IipeaesioB ooHapyxenus (0,6-19
MI/KT), TIO CPaBHEHHIO CO CIOcCOOOM MoKporo u3menbucHus (7-30 mr/kr). Jns Cr ucnonbzyemas
Ipoleaypa 3KCTpaKLUKU IPUBOJUT K CHCTEMAaTHYECKOMY 3aHMIKEHUIO PE3yJIbTaTOB OIPEAEICHUS
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BCJIC/ICTBUE €r0 YaCTHYHOIO Tepexo/1a B Opranndeckyio a3y Bmecte ¢ xese3om. Jlius Ba u Ti criocob
AKCTPAKIIHS JKejle3a He MPUBOANT K CYIIECTBEHHOMY YIYYIICHHUIO TOUHOCTH.

7. [TpoBeneno cpaBHeHue konmuecTBeHHOro onpeneneHus Ti, Fe, Co, Ni, Cu, Zn, As, Ba,
La, Ce u Pb B CO xene3omapraHieBbix KOHKpermi metogqom PDA TIBO mns ciaenyrommx croco0oB
pacueTra KoHIleHTpaluii: 1) cmocod BHYTPEHHETO CTaHaapTa; 2) IpaJyupoOBaHUE C UCTIOIb30BAaHUEM TPEX
CO; 3) cnocoba, ocHOBaHHOTO Ha LS-1eKOMITO3UIINN CIIEKTPOB U TPaJAyHpPOBAHHS C UCTIOJIH30BAHHEM
onqHoro CO. Tloka3aHo, 4YTO paccMarpuBaeMble CIOCOOBI pacdera colepKaHui 00ecrednBaroT
comocraBumyto TodHOCTh (RMSEP <10 orH. %) mns Ti, Fe, Ni, Cu u Zn. I'pagyupoBanue c
ucnonb3zoBanueM CO u LS-nexoMno3unus npuBoIsAT K yJaydlIeHHIO TOYHOCTH onpenenenus aisa Co,
As, Ba u Pb (RMSEP menee 20 otH. %). OnucanHble crioco0bl pacyeTa KOHIEHTPALUd MOTYT ObITh
HCIIONIb30BAHBI B CITydae 3HAUUTEIHHOTO MePEKPBIBAHUS CIICKTPAIBLHBIX JINHUH.

8. Paspaborana POA I1BO mertoauka omnpenenenust S, Ni u Cu B cynbQuaHBIX MeIHO-
HUKENIEBBIX pPyJax, MPUTOTOBIEHHBIX B BHJIE CYCHEH3UW CIOCOOOM MOKPOro W3MeIb4eHus. J[is
MOBBIIIEHUSI TOYHOCTH ONpPENENICHUs JJIEMEHTOB MPEAI0KEHO HCIOJIb30BaTh JIOTIOJHUTEIbHYIO
IpagylpoOBKy C MpUMEHEHHEM 00pa3lloB CpPaBHEHMsS, IPOAHAIM3UPOBAHHBIX aTTECTOBAHHBIMU
MeToaukamMu. Mertonuka Obiia ampoOupoBaHa B pamkax mnporpammbl MCH. OTHOCUTENbHBIE
pacxoxaeHus Mexy pesyibtatamu POA [1BO u 3HaueHusiMu, npunucanHbiMu B pamkax MCHU s 11
00pa31oB cyab(UIHBIX METHO-HUKEIEBBIX Py, cocTaBuiu MeHee 10%.
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