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Annomayun. Onpedenenvi npumecu 43 21eMeHMO8 6 KPeMHUU MemoooM macc-
CheKmpoMempuU 8blCOKO20 paspewienus ¢ mielowum paspaoom. Onucana noo2omoseka npoovl
K ananusy. [na 0ocmudicenuss MaKkCUMAIbHbIX AHATUMUYECKUX CUSHANI08 OM 8CeX UCKOMbIX dle-
MEHMO8 GblOpaHbl COOMEEMCMEYIOWUe NAPamempsl Hacmpouxu obopydosanus. Cnekmpans-
Hble uHmeppepenyuy YyCmpanervl 3a cuem 8blcoK020 paspeutenus. Paccuumansl kodggduyuen-
Mbl OMHOCUMENLHOU YY8CMBUMENbHOCMU 0151 BCEX ONPEOeIeMbIX 2NeMEHMOS C UCNONb308AHU-
em Memooa peHmeeHoP.IyopecyeHmHol CHeKMPOCKONUU.
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Abstract. In this work, we have determined the impurities of 43 elements in silicon by high-
resolution glow discharge mass spectrometry. The sample preparation for analysis is described.
The analysts have selected the corresponding equipment settings to achieve maximum analytical
signals from all the elements being sought. Spectral interferences have been eliminated by using
high resolution. Relative sensitivity coefficients have been calculated for all the elements being
determined using X-ray fluorescence spectroscopy.

Keywords: high resolution glow discharge mass spectrometry, silicon, nickel alloys, deter-
mination of harmful impurities

For citation: Alekseev A.V., Yakimovich P.V. Analysis of silicon by glow discharge high-resolution mass
spectrometry. Trudy VIAM, 2025, no. 8 (150), paper no. 14. Available at: http://www.viam-
works.ru. DOI: 10.18577/2307-6046-2025-0-8-163-172.

TPYAbl BUAM / TRUDY VIAM 8 (150) 2025 163



UcnbiTaHUS maTepuaAoB

BBenenue

B coBpeMeHHO BBICOKOTEXHOJIOTUYHOW MPOMBIIUIEHHOCTH KPEMHUI ABJISETCA OJHUM
U3 OCHOBHBIX MaTepUaloB, HCIOJb3YEMbIX B MHUKpPO- U (OTOAIEKTPOHUKE, MPOU3BOJCTBE
conHeuyHbIX Oartapeii [1]. Kpome Toro, kpemHmii mpuMeHSIeTCs AJISi M3TOTOBJICHUSI BBICOKO-
TEMIEPATYPHBIX KepaMHUUYECKUX KOMIIO3MIIMOHHBIX MaTepHalioB (Ha OCHOBE KapOuaa Kpem-
HUsl) [2—4] u sBisieTcd JETHPYIOIMM KOMIIOHEHTOM >KapOIIPOYHBIX HUKEJEBBIX IIPUIIOEB
(BIIp50), ucionb3yeMbIX MpU MalKe OTBETCTBEHHBIX Y3JIOB U JCTAJICH ra30TypOMHHBIX JIBH-
rareneu [5].

J1j1s mpou3BO/ICTBAa KAUECTBEHHBIX CILIABOB M KOMITO3UIIMOHHBIX MaTepHalioB HE0OX0-
JUMO KOHTPOJIMPOBATh YUCTOTY NEPBUYHOIO KPEMHHUSI B YaCTU COJIEP)KaHUS IIpUMeced MHO-
JKECTBA PA3JIMYHBIX 3J€MEHTOB. [Ipy 3TOM CIOXKHOCTH TaHHOM 3aJa4d BO3PACTAET JUJIsl KPEM-
HUS BBICOKOM YHCTOTHI, UCIIOIB3YEMOI'O B IOJYIPOBOJHUKOBOM ITPOMBIIIJIEHHOCTH U JUIS U3-
TOTOBJICHHUS COJTHEYHBIX Oarapeit [6].

MeTooM  KIIACCUYECKOW CHEKTPO(GOTOMETPHH BO3MOXKHO OIpeneianTh (hochop
B KpeMHUH B nuana3one conepxkanuii 0,0002-0,0200 % (o macce). HaBecky nmpoObI pacTBo-
PSIIOT B CMECH a30THOW M (PTOPUCTOBOIOPOIHON KUCIOT B PUCYTCTBHHA MAapPTaHIIOBOKUCIIOTO
kanus. Jlajgee OCHOBHYIO MacCy KpeMHHUsI YAAISAIOT IyTeM OTTOHKH B BUE (PTOpUIa KPEMHHUS,
a ¢ochop KOHIICHTPHPYIOT CMEChI0 H-OyTaHosa ¢ xjopodopmom. K pacTBopy H00aBISIFOT
MOJIMOICHOBOKHUCIIBIN HATPUH, TTONTydasi KOMIUIEKCHOE coeIMHeHne — MonubieHodochopHyro
reTeponoIMKUCIOTY. ONTHYECKYIO0 TUIOTHOCTH PAacTBOpa M3MEPSAIOT Ha (HOTORIIETPOKOIOPH-
MeTpe Mpu JjauHe BoJiHbI 630 HM [7].

C nomouipio cieKTpohOTOMETPUH TAKKE OINPENEIAIOT COJEpKaHUE JKeJe3a B Auara-
3oHe 0,3-1,6 % (1m0 macce). AHanM3uUpyeMblid 00pasell MOMEIIAI0T B MJIATUHOBYIO YaIlKy U
pPacTBOPSAIOT B CMECH a30THOM M ()TOPHCTOBOJOPOAHOM KHUCIIOT, pa30aBiIsioOT, TOOABIAIOT CO-
JITHOKUCIIBIN TUJIPOKCUIIAMHH, YKCYCHOKHCIBIM HAaTpuil U OopTo-heHaHTpoNIMH. [IByXBajeHT-
HOE KeJe30 o0pa3yeT ¢ OpTo-(peHaHTPOIMHOM OPAHKEBO-KPACHOE KOMIUIEKCHOE COEIUHE-
Hue. ONTUYECKYIO TNIOTHOCTh U3MEPSIIOT MpH AsuHe BoaHbI 510 HM Ha doTokoaopumertpe [8].
[TpuBeneHHbIE METOJUKHA MMEIOT BBICOKYKD TOYHOCTb, OJIHAKO XapaKTEPU3YIOTCSl HEHO0CTa-
TOYHBIMHU NPEJEIAMH ONPEACIICHHUS], a TAK)KE YPE3BbIYANHO ITTUTEIbHBI U TPYJOEMKH.

MeTo KOMIUJIEKCOHOMETPUYECKOTO THUTPOBAHHS MO3BOJIET ONPEAEIUTh KalblUN B
KpeMHUU B Auana3one koHmentpammii 0,3—1,6 % (mo macce). [IpoOy pacTBOpSIOT B cMecH
a30THOU M (PTOPUCTOBOJOPOHON KHCIIOT, pa30aBisOT BOJOU, MOOABISIOT TPUATAHOIAMHUH U
BUHHYIO KHCIIOTY. Jlasiee BHOCAT pacTBOP MHAWTOKapMHUHA U TUAPOKCUIA KUl 1O U3MEHEHUS
OKpacKu ¢ CHHEeH Ha kentyro. K monyueHHOMy pacTBOpy 100aBISIOT CMECh MHIWKATOPOB U
TUTPYIOT pacTBOPOM TpuiioHa b 110 mepexona okpacku oT 3eneHoi 10 puoneroBoit. MaccoByro
JIOJII0 KalbliMs PAcCUMTHIBAIOT 1O KOJMYECTBY pacTBOpa TpujoHa b, m3pacxoqoBaHHOro Ha
tutpoBanue [9]. K HemocTatkam MeTona TUTPOMETPHH OTHOCSATCS OOJNbIIash TPYIOEMKOCTh U
JUIMTEIILHOCTD BBIITOJHEHMSI aHAJIN3a, a TAKKe Y3KUH TMana30H U3MEpPsSEMbIX KOHLEHTPAIU.

MeTon aTOMHO-DMHCCHOHHOW CIIEKTPOMETPUM C MHAYKTUBHO CBSI3aHHOM IUIa3MOM
MO3BOJIIET MPOBOJUTH aHAIM3 PA3IUYHBIX MAaTEPUAIOB C OJHOBPEMEHHBIM OIpEAEIECHUEM
HECKOJIBKUX 3J€MEHTOB. MeTOJ OCHOBaH Ha BO30Y)XJIEHHMM CIIEKTPa aTOMOB OINpEeIsieMbIX
JJIEMEHTOB WHIYKTUBHO CBSI3aHHOW IUIA3MOHM C TMOCIEAYIOIIEW PETHCTpAalUed H3IydEHUs
CHEKTPANbHBIX JTUHUHN (PoTodNneKTpruueckuM crocodbom. [Ipu mpoBeneHUN aHanM3a UCIONb3Y-
10T 3aBUCHMOCTh MHTEHCHUBHOCTEN CHEKTPaIbHBIX JTUHUI 3JIEMEHTOB OT MX MAaCCOBBIX J0OJEi
B 1ipobe. B pabote [10] BeisiBiIeHB! TpUMecH 44 3IEMEHTOB B KDEMHHMU C HU3KMMHU 3HAYCHHU -
MH TIPEAENOB onpeneneHus. Tak, Uil UTTpUsl Mpeea ONpeaeIeHUus] COCTaBUIT 1-1078 % (o
Mmacce). OHaKo JaHHBIN pe3yapTaT JOCTUTHYT C MOMOIIBIO IPEIBAPUTEIBHOTO OTAEICHUS
OCHOBBI MTPOOBI BhIMApUBAaHUEM B BUJIe TeKkcadTopuaa KpeMHUS, 4TO TpeOyeT HalIu4uus He-
00XO/IMMBIX PEAKTUBOB U CHEIUATHHOTO O00OpYyIOBaHMS (BBIMAPUBAHUE MPOBOIWIM IO
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nH(]ppaKpacHO J1amMroi B O0KCE U3 OPraHMYECKOTO CTEKJIa C BBITSHKHOM BeHTUIsiuein). K He-
JI0OCTaTKaM JAaHHOT'O METOJa MOKHO TaK)K€ OTHECTU HAJIMYME MHOYKECTBA CIIEKTPAJIbHBIX WH-
TepdepeHuil (HaJ0KeHui), YTO J1eJaeT HEeBO3MOXKHBIM OIpe/ie]IeHHe MpUMeceld HEKOTOPBIX
AJIEMEHTOB.

B nacrosiiiee BpeMst OTHUM U3 CaMmbIX MOIMYJISPHBIX METOI0B OMpPEEIeHUs puMeceit
B MaTepHuajiaXx pa3JIMyHOr0 COCTaBa SIBJISETCS MACC-CIEKTPOMETPHUS C UHAYKTUBHO CBSA3aHHON
mnazmoit (MCIT-MC) [11]. MeToa 1mo3BoJIsI€T 0JTHOBPEMEHHO OIMPEEIATh OOJBIIIOE KOJIUYe-
CTBO DJIEMEHTOB M OTJIMYACTCS HU3KUMH IpelenaMu OOHapyKEHHUs, MPOCTOH MpoOOomoaro-
TOBKOH C HCIOJIb30BaHHEM MHUKPOBOJIHOBOIO PasfioKEHUs MPOObI B CMECH KHUCIOT. BmecTe ¢
teM HWCII-MC umeer psj HEAOCTAaTKOB, OCHOBHBIM M3 KOTOPBIX SIBJISIETCS HAJIWYUE CIEK-
TpaJIbHBIX UHTEp(epeHIuil (HaI0KEHU) CUTHAJIOB (MaCcCOBBIX MTUKOB) OT Pa3HbIX JIEMEHTOB
Jpyr Ha JIpyra, 4ro 3aTpyJHSET aHAJIUW3 OOBEKTOB CIOXKHOTO coctaBa [12]. ns pemieHus
JAHHOW MPOOJIEMBbI UCHOIB3YIOT PEAKIIMOHHO-CTOJIKHOBUTEIbHBIE SYEHKH, MAaTEMAaTUYECKYIO
KOPPEKIIMIO, YMEHBILIEHUE BBIXOJHON MOLIHOCTM T€HepaTropa IUIa3Mbl M JIPYIrHE€ METOMBI.
B pa6ore [13] onucano onpenenerue 40 MpUMECHBIX 3JIEMEHTOB B OKCHJIE KPEMHHUS METOA0OM
NCII-MC. Kpemuuii otaensuim B BUe ra3000pa3Horo rekcagropuaa myTeM MpOBeIeHHs XH-
MUYECKOW peakIuu OKCHJla KPEMHHS C HUTPATOM aMMOHHUS W a30THOW KuciaoToil. [lanuas
nporierypa mpoOONoArOTOBKY TpeOyeT HaIuusi HeOOXOJMMBIX PEaKTHBOB M 000pYyI0BaHUS,
a TaKkKe 3aHUMAET JJIUTEIbHOE BPEeMsl.

Heo0xoauMo Taxke OTMETUTH CYIIECTBOBAHHWE HEHTPOHHO-aKTHBALIMOHHOTO METO/a
aHaJIN3a, MO3BOJISIFOIIETO OnpeaeauTh 20 MPUMECHBIX HIEMEHTOB B KPEMHUH ¢ MUHUMATbHBIM
coJiepKaHuEM ~101° % (o macce) it eBpomus u 30510Ta [ 14]. MeTton ocHOBaH Ha 00my4e-
HUU aHAIU3HPYEMbIX 00pa3Il0B HEUTPOHAMHU SJIEPHOTO PEAKTOpA U U3MEPEHUH HaBeICHHOM
AKTUBHOCTH PaJMOHYKIHUIOB OINpEAENsEMbIX 3JEMEHTOB Ha I'aMMa-CIIEKTPOMETpE C MOIy-
MPOBOJAHHUKOBBIM JETEKTOPOM. MacCOBYIO JIOJIIO MPUMECE OMpPENeNstoT MMyTEM COMOCTaBIe-
HUSL CKOPOCTH CUETa UMITYJIbCOB aHAJIMTUYECKUX raMMa-JIMHUN PaJluOHYKIUIOB B CIEKTPax
HCCIIeTyeMbIX 00pa3lioB U 00pa3IoB CPaBHEHHSL.

Haubonee moaxomsmmM METOJOM aHAIM3a MAaTEPUAIOB BBICOKOW YHCTOTHI SIBIISIETCS
Macc-CIIEKTPOMETPHS BBICOKOTO paspelieHus ¢ taetonmm paspsaom (MCTP), no3Bomnstomas
MPOBOAMTDH MOJHBIA 3JEMEHTHBIM aHaM3 B LIMPOKOM JAMANa30HE KOHLEHTPALUNA HENocpe-
CTBEHHO M3 TBEpJOro odpasua 0e3 ATUTEeNbHON MPoOOOArOTOBKH U pa3zbasneHus. Hanmnune
Macc-aHaJu3aTopa ¢ ABOMHON (POKYCHPOBKOW MOHOB BBICOKOTO pa3pellieHus MO3BOJISET Mpe-
0JI0JIETh IOJIaBJIstoNIee OOJBIIMHCTBO CHEKTpanbHbIX UHTepdepeHumit [15]. Conepxanue
UCKOMBIX D3JIEMEHTOB MOXKHO pPAaCCUUTaThb C NPUMEHEHHEM MHHUMAJIbHOTO KOJMWYEeCTBa
(B OOJIBIIMHCTBE CIy4YaeB JOCTATOYHO OJAHOI0) CTaHAAPTHBIX 0OpA3I0B COCTABA aHAIU3HPYE-
MOro mMatepuana 0jarogaps IIUPOKOMY JIMaNa30Hy JUHEHHOCTH U CTaOMIBHOCTH pabOThI HcC-
ToyHMKa MoHu3auu. [Ipu 3Tom crnocobe npob6oordopa MatpuuHble FPPEKTH MEHbIE, YeEM
IIPU UCKPOBOM U B UHAYKTHBHO CBSI3aHHOM ma3zme [16].

Lenb nanHOM pabOThI — MCCIEJOBAHNE BOZMOXKHOCTH aHAJIN3a KPEMHHUS (ONpeieieHne
43 npumecHsbIx meMeHToB) MeTooM MCTP nyrem BriOOpa ycnoBuil SKCIEpUMEHTa U pacue-
Ta K03((HUIIMEHTOB OTHOCUTENbHOM uyBcTBUTENbHOCTH (KOY) omnpenenseMbIx 371€MEHTOB.

Pa6ora BrimonHeHa ¢ ucnonb3oBanueM odopynoBanus LIKII «Knumatuueckue ucnsl-
tanus» HUL «KypuaroBckuii nacTuTyT» — BUAM.

Marepuajbl 4 METOABI
Jns mpoBeleHus MCCIEeNOBAaHMS HMCIOJIB30BAIA MacCC-CIIEKTPOMETP BBICOKOTO pa3-
peLIeHUs C TIECKIUM pa3psaaoM. g JOCTUKEHUS MaKCUMAJIbHBIX aHAIUTUYECKUX CHUTHa-
JIOB OMPENENIEMBIX 3JIEMEHTOB BBITIOJHSJIA ABTOMATHYECKYI0 HACTPOWKY pabouyux mapa-
METpPOB MpUOOpa B COOTBETCTBUU CO CTAHAAPTHON MPOIEAYpPOH MOATOTOBKH, 3aJaHHOU
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npousBoauTteneM (tadn. 1). [Ipubop umeer Tpu ¢pukcupoBaHHbIX pazpemenus: 300 (Hu3koe —
LR), 4000 (cpennee — MR) u 10000 (Bricokoe — HR). DT0 mo3BOJsSE€T IPAKTUYECKU MOTHO-
CTBhIO YCTPAHHTh CIEKTpalibHbIe MHTEepepeHu. Kpome Toro, mpudop obnamaer Goiee BbI-
COKO YyBCTBUTEILHOCTBIO TI0O CPABHEHUIO C KBAJAPYIOIHHBIM MAaCC-aHAIM3ATOPOM HHU3KOTO
paspemenus (metox UCIT-MC).

Tabnuya 1
YciaoBusi onpeaesieHus 3JIEMEHTOB HA MACC-CIIEKTPOMeTpe

[MTapameTp 3HayeHue napamerpa

Tuna I'puMmMa (¢ IIOCKAM KaTOIOM), paboTarommit
B pexume «fast flowy» (pacxon aprona cocrasiser
100-1000 ma/muH)

Marepuan anoga u  TpyOkum motoka | Oco60 yMCTHIE TpaduT C MOUPOIUTHYSCKUM
(MO3BOJISICT OIPE/CNATh COACPIKAHUE CEphI | MOKPHITHEM,  BHYTPEHHHMH  JUaMeTp  aHoJa
<2 ppm) COCTaBIIAET 8§ MM

Marepuan koHyca uHTepdeiica (mO3BOJSIET
OIPEIENIATh COJePIKAHUE Cephl <2 ppm)

Hctounuk Ttneromero paspsaa (MCTOYHUK
GD)

Oco060 uncTerii rpadut

ABJICHUC aproHa B HNCTOYHHUKE TJICHOILICTO
A p WeTO | 1 \i6ap (0,1 MITa)

paspsizia

Pacxox paspsigHoro rasa (Ar > 99,998 %) 425 mn/mMuH

Tox paspsiga 50 MA (pexuM HEeTPePHIBHOTO MTOCTOSHHOTO TOKA)
Hampspkenue paspsiia He 6omnee 1400 B

Paspemienue macc-ananusaropa 300, 4000 u 10000

Hampspkenue Ha hoKycHOM THH3E -1200 B

[IpenBaputenpHblil HpOXWAT oOpasua Ais
yIaleHHusl MOBEPXHOCTHBIX 3arps3HeHuil u | He meHee 2 MuH
CTaOMIIN3aIMY CUTHAJIOB OCHOBBI

[TepBuuHyo 00pabOTKy MOBEPXHOCTH OOPa3I[OB MPOBOIWIM Ha TUIOCKOILIH(OBAIB-
HOM CTaHKE C MPUMEHEHHEM alIMa3HbIX aOpa3uBOB. AOpa3uBbI Ha JPYTMX OCHOBaX MpUMe-
HATH HEJB3s1 M3-32 BO3MOKHOTO 3arpsi3HEHUS] TOBEPXHOCTH 00pa3iia CTOPOHHUMHU DJIEMEHTa-
mu. U3-3a ManbIx pasMepoB oOpasell AJis MPOBEACHUS aHallu3a 3allPeccoOBaH B TOKOIIPOBOIS-
HIYIO CMOJTY.

CO6op u 00pabOTKy NaHHBIX TPOBOAMIIH, UCIIONB3Ys MPOTPAMMHOE OOeCIieueHrne Macc-
CHEKTPOMETDA.

s xoppexun KOY ucnonb3oBaiy pe3ynbTaThl, MOJIyYeHHbIE Ha peHTreHohIyopec-
OCHTHOM CIICKTPOMETPC. I[J'ISI CpPaBHHUTCIbHBIX HCHBITAaHUN MPUMCHAIN MACC-CIICKTPOMETP
C MHAYKTUBHO CBSI3aHHOM IJIa3MOH (aHaM3 BBIMOIHSIIA U3 PAacTBOPA), a TaKKe Ta30aHaIn3a-
TOp JJ1 OTHOBPEMEHHOTI'O OTNIPEIETICHUS YIIIepoJa U CEpPHI.

B pabore mpoBenen ananu3 obOpasiia kpemHusi Mapku Kp3, mpumensiemoro ajist coJi-
HEYHBIX OaTapei.

Pe3yabTaTshl U 00cyxKI1eHUE
Buioop uzomonoe onpedenaemvix snemenmos
[Tepen HagaioM aHaliM3a HEOOXOIMMO BBHIOPATH W30TOIBI ONMPEACIIIEMBIX 3JIEMCHTOB
(Li, Be, B, C, Na, Mg, Al, Si, P, S, K, Ca, Sc, Ti, V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Ga, Ge, As,
Se, Rb, Sr, Y, Zr, Nb, Ag, In, Sn, Sh, Te, Hf, Ta, W, Re, Tl, Pb, Bi), yauTtsiBas ux Maxkcu-
MaJBHYIO PaCHpPOCTPAHEHHOCTDh ISl JOCTHKCHHUS MaKCHMAJbHOTO aHAIMTHUYECKOTO CUTHAja
C MUHUMAJILHBIM KOJJMYE€CTBOM BO3MOKHBIX HHTepdepenuii (Tadn. 2) [13].
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Tabauya 2
H30TONBI ONpeaeseMbIX 3J1eMEHTOB, HX OCHOBHbIC HHTep¢epeHI M 1 pa3pelleHHe nMpudopa
Wsorton PacnpoctpanenHocTb Melmarormye HoHbI Heob6xonmumoe Paspewenue
nzoromna, % paspenieHue mpudopa
7Li 72,36
9Be 100
11B 80,18 - - LR
12C 98,89
23Na 85,69
24Mg 78,99 ctect 1604
27Al 100 2CPNT, BCNT 1453, 1085 LR, MR
28Si 92,2 2c’®of, PN¥NT 1557, 958
31P 100 BNTo*, NPoR* 1457, 967 MR
32S 95,02 ®o*o* 1802
39K 87’87 28c;16 l; 16~ 16 — LR
44Ca 2,09 S SN’”NCMCC))* o 2687, 1281, 965
29si160+’ 130160160+’ MR
45Sc 100 12C10010H* UNISNBO* 2901, 1207, 1078, 1066
ATTi 7,44
51V 99,75 - - LR
52Cr 83,79 Oartict *artto’ 2375, 2367
55Mn 100 OArPN* 2248 LR, MR
56Fe 91,75 PArto* 2503 MR
59Co 100 NiH* 5906 LR
60N 26,22 ¥CoH* 5853
63Cu 69,17 TTil%0* 3687 VR
66Zn 27,9 070", *0crto* 4827, 4419
71Ga 39,89 >Mn**0*, "°Nd™, *°Ce™* 8587, 2432, 2371
57 I6 A+ 146 ++
73Ge 7,72 e OFl%O? éSNill\(!do - 10646, 2203 MR, HR
75As 100 150 g+ ’ 11509, 4544, 1929
BKr, Ti*0™0, 25361 (82Se crpaga),
825e 8,73 S0Cr5010* OArOArHH" 4577(, 4276, 313155) MR
85Rb 87,41
88Sr 78,92 - -
89Y 100
91Zr 11,22 Sh/OArt 129866
93Nb 100 — —
107Ag 51,84 “1zr*0* 23494
115In 95,71 “Ru’0*, ™°sn 37921, 212783
119Sn 8,585 7 7 LR
121Sb 57,21
126Te 18,95 “Mo**0*0" 14987
178Hf 27,28
181Ta 99,99
182W 26,50
185Re 37,43 a a
205TI 70,48
207Pb 22,08
209Bi 100 hfoo* 4413 LR, MR

Paspemenne nprubopa ast KayKA0ro AJIeMeHTa BRIOUpAIH C TEM pacdeToM, YTOOBI yCTpa-
HUTbH BCE BO3MOXKHBIE UHTEeP(EpEeHIINH. AHATUTHYECKUE CUTHABI JIOJKHBI ObITh MAaKCHMATbHBI-
MU, TaK KaK IIPpH YBECIINMYCHUU Pa3pCICHHSA YYBCTBUTCIIbHOCTD an/I60pa YMCHBIIACTCA.
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Pacuem ko3ppuyuenmoe omuocumenbHou wy6CmeumenbHoOCmu

JU1g KOJIMYECTBEHHON OLIEHKU pEe3y/lbTAaTOB aHajIu3a, NMolydeHHbIX mMetogoM MCTP,
ucnonb3ytoT KOY, 3HaueHuss KOTOPhIX MOKHO IOJYYMTh IyT€M aHalu3a CTaHJapTHOro 00-
pasia, UISHTHYHOTO MM OJIM3KOrO 1O COCTaBy ompeaenseMod marpuue. B ciydae oTcyr-
CTBMsI CTaHJApTHOIO 0Opa3la NepBOHAYAIBHO HCIIOJIB3YIOTCS YK€ UMEIOIIUECs («BIIUTHIE»
B IIporpaMMHoe obecriedyenne macc-crekrpomerpa) KOU s sxenesHoit marpuusl. Jlanee
IPOBOAUTCSA aHAJIM3 HpPOOBl KpeMHHUs ¢ Hcnonb3oBaHueM «BHIMTHIX» KOY. IlonydenHsle
pe3yabTaThl CPAaBHUBAIOTCS C pE3yJIbTaTaMU aHaJIM3a 3TOH e MPOoOBl METOOM PEHTTEHO-
(1yOopeclleHTHON CIIEKTPOCKONHUU B PEKUME O€33TaJIOHHOTO aHaiu3a. JlaHHble PEHTIeHO-
(iIyopeceHTHOI CHEeKTPOCKONUHM 3arpyXKaroTcsi B IMPOrpaMMHOE OOecreueHne Mmacc-
CIIEKTPOMETPA, U OCYILECTBIsAETCS aBToMatndeckuil pacyer KOY Bcex MCKOMBIX 2JIEMEHTOB
Uit KpemHus (tadi. 3).

Tabnuya 3
Ko3¢ppuuuenTol oTHOCHTEIBbHOI YyyBcTBUTEAbHOCTH (KOY), paccunTanHble I aHAJIM3A
KPEMHHUSI METO/IOM MACC-CIIEKTPOMETPHUH BbICOKOI0 pa3pellieHus ¢ TJIAEOMUM pa3psiaoM

DieMeHT KO4Y DieMeHT KOY D1eMEHT KO4Y DIIeMeHT KOY
Li 1,50 Ti 0,51 Se 3,34 Ta 1,63
Be 6,32 \Y 0,58 Rb 1,65 w 1,52
B 6,13 Cr 1,22 Sr 2,09 Re 0,85
C 12,00 Mn 1,09 Y 0,32 TI 4,32
Na 2,36 Fe 1,23 Zr 0,23 Pb 1,41
Mg 1,75 Co 1,09 Nb 0,36 Bi 2,52
Si 3,18 Ni 1,57 Ag 3,63 In 1,41
P 3,62 Cu 2,12 Sn 1,74 Sb 441
S 3,85 Zn 3,54 Ga 2,23
Ca 0,44 Ge 1,85 Te 4,63 K 3,12
Sc 0,63 As 5,34 Hf 0,58

Hanee nonyuennsie 3HadyeHuss KOY ncnonb3oBany i pacyeTa KOHIEHTpAIUil onpe-
JIeIseMBIX DJIEMEHTOB. [IJIs 5TOro NmEepBOHAYAIBHO OINPEACIIMIN OTHOCUTEIBHYI0 UHTEHCUB-
HocTh u3oronos (lon Beam Ratio — IBR), paccunTtannyto st anemenTa X [14]:

| /A
IBR, ==%*—*—,
T3A)

rae ly — 3HaYeHrne WHTEeHCHBHOCTH HM30TOIA OMpeJensseMoro 3neMenTta X (um./c), A, — pacmpocTtpa-
HEHHOCTh M30TOIA OMpENEeNIeMOro djIeMeHTa X, %. B 3HaMmeHaTene MaHHOTO ypaBHEHHs yKa3aHa
CyMMa 3HAYEHUN WHTCHCUBHOCTEU BCEX ONPEACIAEMBIX JJIEMEHTOB MPOOBI, 2 HE TOJBKO MHTECHCHB-
HOCTH MaTPUYHOTO 3JIEMEHTA (WJIM BHYTPEHHETO CTaHIAPTa).

Z[aﬂee BBIYTHUCIINIIN KOHOCHTPALIUIO ONIPCACTIAEMOTO 3JICMCHTA:
_ RSF,
X ’
IBR,

rae RSF, — koo uireHT OTHOCUTENBHOM YyBCTBUTEIBHOCTH JIEMEHTA X.

Buvioop epemenu abnayuu
Jlns mony4eHus TOCTOBEPHBIX pe3yJlbTaTOB aHalIM3a HEO0X0AUMO Moaodpath Bpe-
Ms abnsnuu (mposkura) oOpasia TICIIUM pa3psioM, IPU 3TOM AOCTUYB MOJTHOTO yaje-
HUS C TOBEPXHOCTHU MPOOKI 3arpsi3HEHUN U MOCTOSIHCTBA (BBIXO/1a HA IJIATO) COJIEpKAHUN
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oTpenessieMbIX 3JeMeHTOB. [IpoaHamn3upoBaHbl MPOOBI HCCIIEYEMOTo 00paslia U paccuuTa-
HbI KOHILIEHTPAIMH 3JIEMEHTOB, MOJIy4YeHHbIE B pa3Hoe Bpems abisauuu. Ha puc. 1 mpencras-
JICHBI 3aBHCUMOCTH OTHOCHTEIBHON KOHIICHTPALMU TPEX JJIEMEHTOB OT BPEMEHH alJISIUH,
KOTOpas ONpenensiercs mo Gopmyie

COTH = Ca6c/ CMI/II-U

rae C,. — abCoN0THAs KOHIEHTpalus 3eMeHToB; C,,, — MUHUMAaJIbHAs OmpezelisieMasl KOHIICHTpa-
LM DJICMEHTOB.

45 -
4,0
35
3,0
25
2,0 4
15 -
1,0 -
05 . . . .

OrtHOCHTEIBHAS KOHIICHTpausa
JJIEMEHTa

Bpewms abmsiium, Mun

Puc. 1. 3aBHCHMOCTH OTHOCHUTENBHOM KOHIIEHTPAIIUH SJIEMEHTOB OT BpEMEHH a0JIAInN

[Tonnoe ynaneHue ¢ MOBEPXHOCTH MPOOBI 3arpA3HEHUI M BBIXOJl HA IUIATO KOHIICH-
Tpauui onpeaeasieMblX TEMEHTOB JIOCTUTAIOTCs y)Ke mocie 6 MuH npokura. Takum obpa-
30M, Ui aHainu3a KpeMHus MetogoM MCTP HeoO0X0IuMO BBINOJIHUTH MPEIBAPUTEILHYIO
abJIsALUIO B T€YEHHE 6 MUH.

Ha puc. 2 npencrasnen odpa3zer kpeMHUs mociie anainuza merogqom MCTP.

B
Y

¥

Puc. 2. O6pazen kpeMHHS MOCIIE aHATN3a METOJOM MacC-CIIEKTPOMETPUN BBICOKOTO pa3perieHus
C TJICIOIIINM Pa3psIoM

Pesynomamur ananusa kpemnus

B 1ab1n. 4 npeacraiensl pe3ynpTaThl aHanu3a kpemHusa merogqoM MCTP. B kauectse
aTTECTOBAHHBIX 3HAYEHHUI HCMOJIB3YIOTCS pe3yibTaThl, noiydeHHble Meronamu WCII-MC
u ra3zoBoro anaiusa (s C u S).

Jlyis BceX aTTECTOBAaHHBIX 3JIEMEHTOB MOJTBEP)KJIAETCS TOUHOCTH IMOJIYYEHHBIX pe-
3y/lbTaTOB (ATTECTOBAHHOE 3HAYEHUE IOMANAET B JOBEPUTENBbHBIA HMHTEPBAJ MOJYYEHHOTO
3HauyeHus). [Ipu 3TOoM ymcToTa KpemHusl, paccunTanHas kak pasHuna 100 % u cyMMbI KOH-
LeHTpaluil npuMecel, coctasmia 99,96 % (mo macce).
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Tabauya 4

PesynbTaThl onpeneseHust npuMeceil B o0pa3ne KpeMHHSI MeTOAOM MAacCC-CIIEKTPOMETPHHI

BBICOKOI'0 pa3penieHus ¢ Tiiewmmm paspsaom (N =4, P =0,95)

MaccoBast 1015l 3JIEMEHTa, MKI/KT MaccoBast 1015l 3JIEMEHTa, MKI/KT
OnemMeHT ITonyyenHoe ArttecroBanHoe | OnemeHT | IlomydenHoe | ATTecToBaHHOE
3HaYCHUE 3HAYEHHE 3HAYEHHE 3Ha4YeHHe

Li <0,3 <1 Se 3+1 <4

Be <0,01 <1 Rb 0,4+0,1 <1

B 0,11+0,03 <1 Sr 0,2+0,1 0,3+0,1
C 2242 20+3 Y <0,05 <0,1
Na 16+2 17£2 Zr 0,11+0,03 <1
Mg 0,3+0,1 <1 Nb 0,9+0,3 <1

Si 1242 13£3 Ag <1 <1

P 3+1 4+1 In <1 <1

S 0,22+0,05 <1 Sn 1,1+0,2 1,3+0,3
K 0,33+0,08 <1 Sh 0,3+0,1 0,3+0,1
Ca 6+1 542 Te <2 <2

Sc <0,05 <1 Hf 0,2+0,1 <1

\Y% 2,5+0,2 2,4+0,3 Ta 0,13+0,05 <1

Cr 63+8 60+9 W 800+10 800=£10
Mn 0,16+0,03 <1 Re 2,1+0,2 2,3+0,3
Fe 160£10 16510 Tl <0,1 <0,1
Co 0,7+0,2 <1 Pb <0,1 <0,1
Ni 4547 4548 Bi <0,1 <0,1
Zn 0,13+0,02 <1 Al 6+2 6+2
Ga <0,2 <1 Ti 2,1+0,2 <3
Ge <0,4 <1

As 0.6:0.2 ) Cu 0,8+0,1 <1

3aki0ueHus

Ha ocHoBe npojenanHoii paboThl MOKHO CENIATh CIAEAYIOIINE BBIBOIBI:

—mero oM MCTP B03MOKHO IPOBOJUTH aHAIN3 KPEMHUS (OIpenenaTs npumecu 43 sie-
MEHTOB);

—nnsa pacueta KOY BO3MOXKHO HCNONB30BaTh pPe3yibTaThl METOJIa PEHTTreHOodIIyopec-
LIEHTHO! CIIEKTPOCKOINH;

— BpeMsl IIpeiBapuTENbHON abJIsUU T0JKHO COCTABIIATh HE MEHee 6 MUH,;

— JOCTOBEPHOCTh PE3YJbTATOB AaHAIN3a MOATBEPXKACHA IIyTEM CPABHEHUS C JIaHHBIMH,
nosnydeHHbIMU MeTogamu CII-MC u ra3oBoro ananusa.
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