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PaspaboraHa MeToanKa aHannsa BbICOKOHUCTOro TeTpadTopnaa KpeMHns aTOMHO-3MUCCUOHHBIM
METOIOM C NPeABapuTenbHbIM KOHLEHTPUPOBaHUEM HENETYYUX NPUMECENR BO3rOHKOW MaTpuusl. Mpe-
nen oBHapyxeHus npuMeceid U3 aHanutudeckon Haesecku 40 r coctasun 108 - 10-'° mac. %.

NMumenos Bnagumup Neoprnesuy — kaHpunar
XUMWYECKNX HayK, CTapLUINA HayYHbIi coTpya-
HUK, 3aB. CEKTOPOM CNeKkTpansHOro aHannaa
BbLICOKOYUCTIX BewecTs MHCTUTYTa XUMun
BLICOKOYMCThIX BewjecTs PAH.

O6nacTs HAY4YHbIX MHTEPECOB: MEeTOAb!
onpeneneHns NPUMecei B BbICOKOYHUCTbIX
Bewjecreax, aroMHO-3aMUCCHUOHHbLIA W aTOMHO—
abcopbuMOoHHLIA aHanu3a.

Astop 80 nybnuxaumii.

Bynanos Avapeii Amurpuesny — kaHguaar
XUMUHECKUX HAYK, U.0. 3aB. naboparopueit
sewecTs 0cob60#i YNCToTsl MHCTUTYTa XUMUN
BbICOKOYMCTLIX BewjecTs PAH.

O6nacTs Hay4HbIX UHTEPECcOoB: NONYYEeHne N
rny6okas 04UCTKa NeTyynx coeauHeHnii kpem-
HUA.

Astop 30 ny6nukaumi, 2 nareHTos.

Beenenue

Terpadrropul KpeMHMA IIPUMEHAETCH B Kave-
CTBE JETHUPYIOLIEH 06aBKU JJIA IMOHMKEHM [ToKA-
3aresl NPeJoMIEeHNA B KBAPLIEBbIX BOJOKOHHBIX
cpetoBogax [1, 2], aBnAeTCA HCXOAHBIM COEJMHE-
HHAEM /IS IeHTPOOEHOro pasie/eHHsa H30TOIOB
KPEeMHHA 1 IOJYYEeHHA B UTOre BRLICOKOMHCTOr0 M30-
TorHooGoraleHHOTo kpeminsd [3]. L aTux nejei
TpebyeTcs TeTpad)TOPUL KPEMHKHA B BLICOKOUMCTOM
COCTOSHHH,

ConepmraHue IpUMece MeTaIOB B KOMMEPYEC-
KHX ofpasnax reTpadTopHia KpeMHHUA HE MPHBO-
JATCA. AHanua TeTpadTopr/ia KpeMHUA, NoayYeH-
HOTO TEPMHYUECKUM Pa3/I0KeHHEM rekcapTopCHIn-
KaTa HATPHUA, Ha cofiepikanue npuMeceii Li, Na, K,
Mg, Ca, Al, V, Cr, Mn, Fe, Co, Ni, Cu, Zn, Pb 1 Mo
METOJIOM TIa3MEHHOH SMUCCHOHHOM CNIEKTPOCKOITIH
BOJIHOTO pacTBopa BeIoAHEH B [4], [Tonyuenst ripe-
jenbl obHapykeHus npuMeceii Hayposre 10°mac.%,
YTO HEJOCTATOUHO, 3a/laY¥a HACTOAIIEIO Heeea0-
BaHMs - paspaboTka MeTOAWKH aHanuaa TeTpadro-
pHAa KpeMHHIA ¢ 6oJlee HU3KMMM nipeaenaMm obHa-
pyiKeHusA npuMecei meramios - 107-10"""mac.%.

ITpuMecH MeTaJUI0B MOTYT HAXOMTLCH B ra3oo6-
paaHoM TeTpadTopujie KPeMHUA B BUAE (PTOPHAOB,
OKCHJIOB WK Kapbuios, T.e. Haubojiee BEPOSTHOMN
arperaTHoW (POpMOI HaXOMAECHUA IPUMeceit ABJIA-
I0TCH B3BELIEHHBIE YaCTHIIBI, B CBA3H € 3THM NpH
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pas3paloTKe MeTOAMKH UCTIOIb30BaIIH OIILIT H METO-
JIMYeCKHe ITPUEeMbI XMMHKO-CTIIeKTPAIBHOTO aHAIH-
3a ¢ KOHLEHTPHPOBAHWUEM HEJIeTYIUX MpUMeceii (B
TOM 9HCJIe B3ABENIEHHBIX HaCTHIL) OTTOHKOH MaTpH-
116l 117 BBICOKOUKCTHIX IETYYHX HEOPraHHYEeCKMX
THAPHWAOB, FAJIMA0B U 9J€MEHTOOPraHHYECKHUX Be-
1ecTs OBLTH PeaTM30BaHbI ITpejlebl 06HAPYIKEHNUA
npumeceit 107-10'° mac.%. [5-9]. B nacrosameti pa-
6oTe NpeIoKeHa METOIMKA ATOMHO-3MHCCHOHHOTO
aHamM3a Terpadp)Topu/ia KPEMHHA C KOHIEHTPHUPOBa-
HHUEM IIpuMeceif Ha rpa(UToOBOM KOJUIEKTOPE OTTOH-
KOM MATPHILBI C MAJIOH CKOPOCTHIO (S1:10* r/(em?.¢)).
OTroHKy IpOBOAWIN Cy6IMMALAei. Tak KaK ITpoBe-
CTH AHUCTHINALMIO TeTpad Topuia kpeMHusa 6oee
CJIOXKHO IO CACAYIOUIMM NpUYHHAM, Bo-nepBhix,
JlaBieHre TeTpadTopUaa KpeMHHA B TPOHHOM TOY-
Ke (t, P=-86.68"C) paBHo 2,24 atm abs [10], 1 rioaTomy
JHUCTH/LTALIMIO HEO6X0AHMMO OCYINECTBIATD MPH T10-
BBILIIEHHOM jlaB/ieHuu. Bo-BTOPEIX, cyliecTBOBaAIA
CIO’KHOCTD B NOJJIePIHAHWH 3aIaHHON TeMNEpaTy-
PhI 1A OCYIIECTBIEHNA AMCTH/UIALMKA C MaJlok
CKOPOCTRIO, JUIA 9ero HeoOX0ANMO HCIIO/IL30BaAHUE
KPHOCTATOB MJIH XJ1a/10areHTOB (TOJIy0oJI0BOM BaH-
Hbi) [11]. Beicokas 1 HecTaBUIBHAA CKOPOCTh
(>10* r/(cm?c)) AMCTHANSIMA MTPUBOAMIIA K 3HA-
YHUTENBHBLIM [TOTEPAM ITpHUMecei 1 60bIIOMY paa-
Gpocy pe3ynsTaToB AHAIM3A.

JKcnepUMeHTalbHaA 9acTh

CxemMa npoboroAroTOBKH MNPHBEAEHA Ha PUCYH-
Ke. Annapat JUIA KOHIEHTPHPOBAHMS MMPHUMecei
BO3TOHKOI MaTPHIIBI TPEACTAaB/IAI cO60M /1Be KBap-
LEBBIE aMITYJIbI, COEAMHEHHBIE TOCPECTBOM TPO -
HHKA veped dpropoiiacTosble MydThL. 1A Bakyy-
MHPOBaHUA, 3arPy3KH — BEITPY3KH KOJUIEKTOPA ITPH-
Mecei aMITy el cHabKeH bl 6eccMa30YHBIMK KpaHa-
MU ¢ pTOpoIIacTOBEIMY IITOKAMH. Ilepes cGoproii
anmnapaTa COCTaBHbIE YACTH KPaHOB U My ThI Ipo-
THPaJIX BaTHBIM TAMITOHOM, CMOYEHHbBIM alleTOHOM
Mapk# “oc.uy”. BHYTPeHHIOI ITOBEPXHOCTb KBapPIIE-
BBIX aMITyJl JI/I KOHIIEHTPHUPOBAHMUA ITPOMBIBAJIH
(proprCTOBOOPOAHOM KHCJIOTOM MapKH “oc. 1. 27-5",
pasbaBaeHHONM GMANCTH/UIMPOBAHHOI Boo# 1:10
(aram 1, puce.). OcTaTOYHBIE KOTHYECTBA KUCJIOTHI
CMBIBa/IM GUANCTHIIMpOBaHHOM Booit (3-5 pas o
10-20 M), [I1A IOAroTOBKM anmapaTypbl HCIIOTL30-
BaUTM PTOPUCTOBOIOPOIHYIO KMCJIOTY K BOAY, A0TION-
HHUTEJbHO OYHMILEHHBIE HEITOCPEACTBEHHO Nepej
aHa/M3aoM AucTHNALMeN 6e3 kunenus [12]. Mank-
HEHRIIYIO TOArOTOBKY aMITyJl TPOBOAM/IN “[Iponapu-
panuem” (aram 2, puc.). AMITY/IbI HAJIEBUIM Ha Ka-
[MTUIIAPBL, PACITOJIOMEHHBIE B BEPXHE YacTH yera-
HOBKH JUIA OYHCTKW BO/ABI AUCTHILIALINEH 63 kume-
HHA M BKJIIOYATH HarpeBaTek. [Tapsl BOAB! OCTY-
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nasM B aMITy/Ibl, KOHIeHCaT CTeKasl [10 BHYTpeHHeH
IIOBEPXHOCTH, 3axBaTbiBasag npumecd. KoHTpoas
OYUCTKY IPOBOAMIN ATOMHO-a0COpPOLIMOHHBLIM Me-
TOIOM C AJICKTPOTEPMHYECKOH ATOMHUBALMEH: IepHo-
JITYECKH CHHMAUTH aMITyJIbI C KAITMIUIAPA, IIepeBopa-
YHBAJIA ¥ OTOMPAIH OCTATOK KoHaeHcaTa (~0,02 mur),
KOTOpPBIN cofupanca B HUiKHeH dacTi amrnyil. [1po-
necc OYHCTKH ITPOBOJWIH 10 TEX ITOP, ITOKa Macca
pacrpocTpaHeHHbIX mpumeceii (Fe, Al, Cu, Mg) B kKoH-
JIEHCATE HE CHIMKANACH 10 yPOoBHA <1071°-10"! . Tpe-
ByemMoe 11 3TOro Bpems ObLIo OITpeieIeHO B IIPeJ -
BapMTEJBHBIX ONBITAX M cocTaBuiIo 2 yaca, Ocra-
TOYHBIE KOJIMYECTBA BJArM ylaasid, oTKavyuBas
aMITy/ LI CTIOMOIIIBIO (hOPBAKYYMHOr0 HAacoca B Teve-
Hue 1,5 9 ¢ 0AHOBPEeMEHHBIM ITporpesoM 1o 250°C
(oTan 3. prc.). Iocse 2Toro amITyiIb! OXJIaaald, Ha-
IIYCKAIM B HHX BO3/IyX, BEIBEPHYB KpaHoBbIe cHop-
KH, ¥ 3arpy»ain 1o 30 Mr KoJUIeKTopa npumecei -
rpa¢puToBOrO NMOpouUIKa “oc. 4. 8-4", peaBapyUTEeIbHO
0B0KIKEHHOTO € LIEJIBIK) OUMCTKH B 2JIEKTPOJax JUIA
ATOMHO-IMMCCHOHHOI'0 aHAIM3a B JlyTOBOM pasps-
Jle MOCTOAHHOro ToKa cuyioi 18 A B redenne 15¢. B
MOJATOTOBNEHHYTIO aMrtyy 1 13 6annona 3 Hamopa-
HHUBATH 33/IaHHYI0 HaBECKy TeTpadTopHaa Kpem-
HuA (9Tan 4, puc.). Maccy HaBeCKH BapbUPOBAJIN B
npeaenax 5-40 r. [Ipo6y aarpy:xanu B Bakyyme. 3a-
TEM OXJTAK/IEUTH JKUIKUM a30TOM aMITyay 2, aMITysy
| u3Bnexand U3 cocyaa JIpoapa 4 ¢ 3HIKUM a30TOM
1 ITPOBOIMIIH TIEPBYIO cyGnuMarnuio teTpadropua
KpeMHHWA U3 aMIyisl 1 B amnyiny 2 (nojgydeHue B
amiryie 1 KOHUEHTpaTa npuMecelt my, atan 5, puc.).
JlaBp/ieHUe KOHTPOJIMPOBAJIN [10 MAHOBAKYYMETPY 5.
ITo okoH4YAHHMHK NepBOH cybinMManun OXJIaMAaIu
SKMIKHM a30ToM 6aJJI0H 3 1 ITPOBOMIIN BTOPYIO cy6-
JIMMALIHIO TOM 1Ke HaBeCKH TeTpaTopuaa KpEMHUA
U3 aMrrynet 2 B 6a1oH 3 (rmosgydeHue B aMrysie 2 KoH-
HeHTpara npumeceit my,, aran 6, puc.). Takum o6-
pasoM, B aMmyne 2 noJy4ad KOHUEHTPAT npuMe-
ceit my, J1A oTIpeieIEH U ITONTPABKY KOHTPOJILHOIO
OTTBITA WIH Kod(pHIeHTa M3BIeHeHHA ITPUMeCceH,
a aHaJTM3UpyeMblil MaTepHasa BO3Bpamlaiy rnocjie
KOHIIEHTPUPOBAHMA TIPUMeceid JJIA Aa/lbHeHnero
11E€JIEBOr0 HCTI0/IL30BAHUA.

BHENIHIOO [TOBEPXHOCTH aMITyJl ¢ KOHIEHTpaTa-
MH TIPUMECEH NPOTHUPATH TAMIIOHOM, CMOYEHHBIM
aleTOHOM, JUIA yAaNeH!A cCKonmuBIIekcs meum. Kon-
JIEKTOP C CKOHLIEHTPHPOBAHHBLIMKY HA HEM IIpHMe-
cAMM M3 aMiya 1 ¥ 2 sarpysxajii B YHCTOH KoMHaTe
rknacca 100 B anekTpoagl (aTan 7, puc.). [lpeagsapu-
TEJBHO [IPOBOANIIK JONOJIHUTENLHYIO OYHCTKY I'pa-
(pUTOBBIX 3JIEKTPOJIOB Iy TEeM 063KHUra B IyroBOM pas-
pazie nocToaHHOro Toka 18 A B reqenue 20 c. KoH-
LEHTPATEI MPpUMecell aHaJIN3UPOBaIU JIyTrOBBIM
crieKTporpauiecKuM MeTO0M € perucrpanueit
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W3y9eHus! IPUKATOAHOTO C/I0s IUIA3MBI ClIEKTPo-  HOCThIo 10 eunaun 'OCTa). CnekTporpaMmsl (horto-
rpadom CTI-1 (ayra mocrosHHoOro Toka 13 A, akcrio-  MeTpupoBanu Ha MukpogoromeTpe UPO-451.
3unua 15 ¢, poromnactrrku [TPC-02 uyBCTBUTED-

Harpesartens

1. TpaeneHWe NOBEPXHOCTH 2. TpasneHue NOBepPXHOCTH
HF:H,0 = 1:10 HF:H,0 =1:10

Harpesarens

3. YpaneHue gnarm
T=250°C,t=1.5y

5. Mepsan cybnumauuns 6. Bropas cybnumauus

Amnyna

3nekron
7. 3arpyaka KkonnekTopa B aneKkTpoj W onpeaeneHvue npuMecen

Puc. Cxema npoBonoarotosku
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J1s MOCTPOEHMSA I'PalyMPOBOYHBIX IPaPUKOB U
[IPOBEJIEHUS 3KCIIEPUMEHTOB Hcnoib3osanu ['CO
4519-89...4523-89: ctaHgapTHBIE 00pasiibl COCTA-
Ba rpadmura (kommjiext COl-21, usrorosutesb
YpanbCcKuii rocyJapCTBEHHbIH TEXHHYECKHU YHH-
pepcuteT YITY-YIIW) u 'CO 2820-83 Tuna 27T1p.:
cTaHAapTHBIH 06paser cocTasa IopoInKa rpapuTo-
poro. CraniapTHbele o6paselkl cocTaBa rpaduTa
(xomriexT COr-21) ucnoas3oBaiu 6e3 pasbasie-
Hus. O6pasisl cpaBHEHUA Ha OCHOBE CTaH/JapTHO-
ro o6pasua noponika rpapurosoro tumna 27I1p. ro-
TOBIIM ITYyTEM ero pasbaB/IeHUA U ITOCIEI0BATENb-
HO noaydaembix o6pasnos B 3 pasa rpadUTOBbIM
MOPOIIKOM “0oc.4. 8-4" /10 KOHI|eHTPALIUM TPpUMe-
cey 10°% = 10°° mac. %. Paz6aBiaeHue U ocienyo-
1ee xpaHenue o6pasnoB OCYLIECTBAINA B 3aKPhbl-
BAOUTMXCH (PTOPOTUIACTOBRIX (PJIAKOHAX € KATIMILIA-
pOM, TTO3BOIAIOLIMM JO3HMPOBaTh 06paser] cpaBHe-
HHSA B KpaTep anekTpoja 6e3 JoToIHUTENbHBIX ITPH-
criocobaernid, s JoCTHKEHWS OAHOPOAHOCTH pac-
npeeeHHs PUMeceH epeMeIBaiv CMeCh 5 4 ¢
roMoLIblo anmnapata, obecnevyruBaloIlero Bpallla-
TeJasHO-KojIebaTenbHOe Tepemelnenne GakoHa.
AHAJIOTUYHbIE OTTEPALIAHN TIPOBOAMIIN C KOHTPOIBLHOM
HaBeckoil rpaduToBOro ropoumsa “oc.4. 8-4" ana
yHeTa BO3MOAHLIX 3arpa3HeHui. B ajiextpol 3ar-
py:xanm 30 mr o6pasia cpapHeHust. ['pagyupoBoti-
Hble rpaMKH CTPOMIIM B KOOpAXHATaxX 4S—1gm, rae
S=8, . -8, - pa3HOCTb NOYEPHEHUM aHATUTHIEC-
KMX JIMHHHA [IpUMecel B cieKkTpe ajexTpoja ¢ 06-
pas1oM CpaBHEHHA, BIVIKOYAA 3arpA3HeHHA TIPH €ro
MPUTOTOBJIEHHUH, [TPENapupPOBaHNN H CHEMKE, M B
KOHTPOJIBHOM OITbITE COOTBETCTBEHHO. ADCOJIIOTHBIH
rpejiesn oGHAPYIREHNUA TPUMECEN My, OLEHWIH 110
rpagyHpoBovHOMY rpaduKy, yIuThIBas, 4TO MUHA-
Ma/IbHBIM 3HAYMMBIN aHAJUTHYECKUH CHrHAaAM
1S, = 3 V2 s, e s, ~ cTaHAAPTHOE OTKIOHEHHE
NoYepHEHHA AaHAJIMTHYECKON JTHHUM TTPUMECH B
KOHTPOJIBLHOM OITBITE ITPU ITOCTPOEHNH FPalyMPOBOY-
HOW 3aBUcHMMOCTH. [TonyyeHHble 3HAYEHUA COOT-
BETCTBOBAINA a6COMIOTHOMY ITpeiesTy 00HapyKeHUA
npuMecei aTOMHO-9MHCCHOHHBIM METOIOM H CO-
crasism 10510 r (Tabu. 1) [13].

Omnpeje/leHHe Macchl TPUMECH B KOHUEHTpaTax
rocjie OTrOHKH HaBeCKU TeTpadTopuia KpeMHuA
IIPOBOIMIIN T10 TPaJyMPOBOYHOMY rpaduKy: peayib-
TAT €AUHUYHOTO OIPEAEICHNS PaCCHUTHIBAIM TI0
bopmyre:

C=((m,,-m,,)/M) 100 % (1).

rae C - cogepiaHue npumecu B npobe, mac.%:
M - Macca aHAJITHTHYeCKOH HABECKH, T My, ¥ Mz —
Macca IIpMMecH B TIEPBOM M BO BTOPOM TT0C/Ie0Ba-
TeJIBHO MOJYYeHHbIX KOHLIEHTPaTaX COOTBETCTBEH-
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HO, HaliZleHHad rpapuJdecky, . Maccy IpuMecH Bo
BTOPOM KOHIIEHTpaTe (M, ,) y4UThIBAIN B KAUeCTBe
3HAYEHUS [10ITPABKY KOHTPOJBHOIO ONbITA.

Tabnuua 1
Mpepnensl obHapyxeHWa npumMecei
[Mpumecy A, HM mm-‘!os, r[13]|Cu10%, Mmac.% M=40r
Sb 259,80 0,6 2
Fe 259,94 0,07 2
Mg 277,98 0,05 1
Mn 279,48 0,01 0,03
Pb 283,30 0,04 0,1
Cr 283,56 0,1 0,3
Sn 283,99 0,08 0,2
Co 304,40 0.8 2
Ni 305,08 0,7 2
Al 309,27 0,1 1
Ca 317,93 1 3
Cu 324,75 0,01 0,03
Cd 326,10 0,8 2
| Ag 328,06 0,006 0,02
Zn 330,26 1 3

PeaynsTaThl A MX 06CyxKIeHne

B niporecce 3arpysku aHaJMTHYECKOH HABECKH
npobbi 13 6a/IOHA B AMIIyJy M IOC/IeAyIoNeil Bo3-
FOHKH MaTpHULbl HAGmoaaau cnemyloiee. [ToTok ra-
3006pa3Horo reTpadTopuaa KPeMHUS ITepeMeLLn-
BaJICH € TpahUTOBBIM MOPOIIKOM, KPHCTA/IM3YACH
Ha BHYTPEHHEI oBepXHOCTH aMITyirbl. B amrryie 06-
Pa30BLIBAJICA OKpaNIeHHbIH rpadUTOBLIM TOPOLL-
KOM ITOJIBIH LIap ceporo useTa. lLlap nerko otaensi-
¢Sl OT CTEHOK W GBI MOJIBAAEH BHYTPH aMIlyibl. B
nporecce cyGimuManum reTpadTopuaa KpeMHHUSA
[Iap yMeHbIajacA B pasMepax, 3aTeM paspyLuaics
M OCBINAJICA B HIZKHIO YacTb aMmItyisl. [Tocae or-
FOHKU MaTPHIILI Ha IHE aMITY/Ibl OCTaBaJICA rpadu-
TOBBIH ITOPOIIOK, KOTOPLIH JIETKO BLICBITAIN B 9J1€K-
TPOZ, lIepeBopavYUBast AMITYJTY.

Yeranosisieno [7], 4To MPH KOHLEHTPUPOBAHUH
npumMeceil B oZoOHOM arrapare ornpeeIaoumri
BKJI4J1 B 3HAYEeHMe [TOIPaBKH KOHTPOJILHOIO OlbITa
JIalOT 3arpsA3HeHus IpH 3arpyaKe rpaduToBoro 1no-
POLIKA B aMITy/Ibl ¥ 3aTEM B 3JIEKTPOAbL. B CBA3M C
aTum 30 MT rpachuTOBOrO MOPONIKA 1ocie 06:ura B
JIYTOBOM pa3pfie HACBINAIM HETIOCPEICTBEHHO U3
aJlekTpojia B aMmItyity 6e3 MCIT0JIb30BAHUA JOT0N-
HUTEILHBIX IpUcrocobnenuii. Onepaumio rno BIr-
pyake rpacduTOBOro NMoOpoIKa ¢ KOHIEHTPATOM
npuMeceil U3 aMITy/bl B 3J1IEKTPOA TaKkKe IIPoBO-
aunu Ges JOMOJHUTENbHBIX pUcnocobIeHHN
(kanbka, proporuracToBas IJIEHKA M /1p.) B UMC-
TO# KoMHaTe kiaacca 100,
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[Ipu paszpaboTKe METOAHKH aHAIN3a OLEHHWIN
HoTepH NpUMeced NpH CKOPOCTH cyGiMMaluu
<1-107r/(cM?*c) Ha cTa UK IpeABaPHUTEIBHOTO KOH-
LEHTPUPOBAHNSA, KOTOPLIE BO3MOMHEI 3a CUET y/Ie-
TYJIUBAHUA MPHUMeceii ¢ 0OCHOBOM, pacIpee/leHua
ITpUMeceil MeKy IMOBEPXHOCTLIO KOJITIEKTOPA M aM-
ITyJIbI, HETTO/IHOTO M3BJIeYEHUA KO/IEKTOPA U3 aMITy-
Jibl. OLIeHKY ITPOBeJIU crnocoboM “BBeACHO-HAMWAEH0" Ha
MOIEIbHBIX CUCTEMAX U, PACCUMTHIBAA 3HAYEHUSA
CTerneHu u3BjieyeHUd npumeceti. Ha obpasnax Ter-
patropuaa KpeMHHA Pa3HOM CTeNeHN YMCTOTHI.

B ammyny Nel aarpysaum 30 Mr obpasua cpasHe-
HHA Ha ocHOBe rpadHToBOoro ropourxka 1 40 r BeICco-
KOYHCTOro TeTpadTopHaa KPeMHHSA, ITPOIIELIEro
JOOYHCTKY MEVIEHHON BO3roHKOM, B amItyry Nv2 -
30 Mr "umcToro” rpaUTOBOrO MOPOLIKA. 3aTEM ITOC-
JIEI0BATELHO TPOBO/IM/INA OTTOHKY AHRJIMTHYECKOM
HaBeCKH: U3 aMImynbl Ne 1 B amrryiry Nb 2, M3 aMITy/bl
No 2 B 6asnoH. PeaynbTaTel eAMHHYHBIX ONpeaesne-
HHH paccuuThIBaiy 110 hopmyne (1). Nomyuennbie
pe3yLTaThl 3KCIIEPUMEHTa “BBeAeHO-HaNHIeH0"
[IpuBeAeHbl B Tab. 2.

Ta6nuua 2
Mposepka NPasMNLHOCTU PE3YNLTATOB aHanuaa MeTonoM "BBeneHO-HanaeHo"
(n=3;,P=0,95)
[Npumeck Macca npumecu, r
O6pasel Ne1 O6paseu Ne2
BeeneHo HahneHo BeeneHxo Hawnpexo

Sb (3,3£1,5)107 (2£1)107 (3,741,9)-10° (3+2)10°®
Fe (3,0£1,4)107 (3,0£1,6)107 (3,3+2,0)-10°% (413)-10°®
Mg (1,5+0,8)-107 (2,0£1,3)-107 (1,7+1,0)10°® (3+2)-10°%
Mn (3,742,0)-10° (4,04£2,3)-10° (4+3)101° (5£3)10°
Pb (1,740,9)-107 (2,0£1,2)107 (1,9£0,9)-10* (2+1)-10°®
Cr (1,741,1)-107 (1,640,7)-107 (1,9+1,0)10% (1,0+0,8)-10*
Sn (1,7+0,8)-107 (1,2£0,7)107 (1,9+0,7)-10% (3+£2)-10°®
Co (1,7+0,8)-107 (2,0£0,8)107 (1,9+0,8)-10°® (443)-10°
Ni (1,7+1,0)-107 (241)107 (1,9+1,0)10% (3+2)-10°®
Al (1,841,0)-10% (2+¢1)-10® (2,0£1,5)10% <4.10°
Ca (3,1%1,6)-107 (3+2)-107 (3,412 5)10° (5+4)-10®
Cu (3,742,0)-10° (3+2)10° (4+3)-10° (5+£3)-10"°
Cd (1,7+0,7)-107 (2,0£0,7)107 (1,9¢1,0)-10® (241)-10°®
Ag (3,3+1,6)-10° (4+2)10° (3,7£2,3)-10" (5+3)101°
Zn (3,342,1)-107 (3+2)-107 (3,7¢£2,0)-10° (2,5¢1,7)10°

JI1s1 OTIEHKH CTEINeHH U3BJIeYeHHA TpuMeceli R,
KOTOpAaf MOKA3LIBAET, KaKaf J0JIA 0T abCoIIOTHOTO
KOJIMYECTBA MUKPO3JIEMEHTA COCPE0TOYeHA B KOH-
ueHrtpare |14}, aHaIM3HpoORAIH IBA MOCIEA0BATENb-
HO IIOYYEeHHEIX KOHIIEHTPATAa U3 OJHON aHaIUTH-
yeckod HaBecku npobel TerpadTopuaa KpeMHHA
(nocne orrouku SiF, n3 amirynsl 1 B aMmriyny 2 — KOH-
LIeHTpAaT My, ¥ nocae oTroHKu SiF, U3 ammmyne: 2 B
Ga/UIOH — KOHLIEHTPAT My,). 3HAYEHWH CTENeHH Ha-
BJIEYEHMSA PACCYUTBIBAIN IO PopMyne:

R=1-m,,/m,, (2).

e My, U my,-Macca IIpUMeced B IEPBOM M BO BTO-
POM IMOCIe/I0BATENBHO NOMYYeHHbIX KOHLIEHTPATAaX
COOTBETCTBEHHO. [TOCKOJILKY TPYILHO IPUTOTOBHTH
MofesbHbIE CHCTEeMBI Ha ocHoBe SiF, ¢ H3aBecTHbIM
cojiepikaHueM puMecei, aZileKBaTHbIE peaTbHbIM
npo6awm, a rmpo6 SiF, ¢ M3aBeCTHBIM COAEPKAHUEM

TpUMecei B HaIlIeM pacIopAMKeHH: He 6b110, 3Ha-
yeHHMA R paccUHTBIBAINM M3 Peay/lLTaTOB aHaIHn3a
po6 pa3Hoi CTerneHy YHCTOThL [ 9TOM e/ ONBLIT-
HBIM IyTeM oTbHpasm npobel SiF,, B KOTOPRIX Macca
IPHUMECH B KOHLIEHTPATE I10C/1€ I1ePBOH BO3IOHKH
aHaAJIUTHYECKON HaBecKH npesbiuaia B 10 u 6onee
paa 3HaueHuA abCoMmoOTHOro npeena obHapyKeHHsA
npuMecH. [1py 9TOM OCHOBBLIBAIVCH Ha ITOJIOHEHIH,
4YTO KO(PPUIMEHT pasie/IeHUA U, CJIe/I0BaTENbHO,
K02 PULIMENTEI M3BIEYEHHA HE 3aBUCAT OT KOHLIEH -
TpaLMU ITPU MAJIOM COAEPrKaHuu npumecH [15]. Sxe-
[epUMEHTATLHBIE JAHHBIE J1A PA/A 3JIEMEHTOB ITPH-
BesieHn! B Tab1. 3, [ToCKOIBKY NONPaBKY KOHTPOIBHO-
TO ONBITA B 9THX PacyeTax He YYHTBIBAIN, IT03TOMY
sHavyeHHe R aano co sHaxkoM “2". BuaHo. uto B pe-
8ynBTaTe OTTOHKH MaTPHLIBI IIPOMCXOANT AOCTATOYHO
TOJIHOE KOHLEHTPHPOBAHHE ITPUMECEH, CTETIeHb H3-
BiedeHUsa Rz 0,87.
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Tabnuua 3
3HayeHus koachuumMerTa nagneveHus npumecen R
{n=9,P=0,95)
Mpumeck R Mpumech R
Fe >0,99+0,01 Mg >0,98+0,01
Cr >0,87+0,07 Al >0,94+0,03
Ni >0,98+0,02 Ca >0,96+0,04
Mn >0,93+0,03 Cu >0,99+0,01

IIpu npoBejleHHMH aHa/IM3a W OLEHKE ITpejena
obHapyHeHWA MpUMeced KOHTPOIBHBIH ONBIT CTa~
BHJIM crIeAyrouM obpasom. Ilocse mepBoi OTTOHKH
MaTPHUIbl AaHAJIMTUYECKOH HaBeCKH ITPo6kI TPOBO-
JUAUTH TIOBTOPHYIO OTTOHKY (3TaIl 6, CM. PHC.) M onpe-
JEJISUTH coflepyaHue IpuMecei B IOy YeHHOM KOH-
LieHTpare. [locTaHOBKA KOHTPOJBHOTO OITLITA TAKUM
06pasoM (Ha peajbHOM aHATM3MPYeMOM OOheKTe
TOH ke Macchl M ofbeMa, Kak ¥ aHaAJIHTHYeCKas
HaBeCKa IMpo6bl, BCe MAHUITYJIAIIMN B TPAKTHYECKH
WACHTHYHBIX YCTOBHSAX) TIO3BO/IAIA YUHTHIBATE CyM-
MapHbIe 3arpASHEHHA BCEX CTa/Inii aHaIu3a, BKITIO-
yas 3arpAasHfoLIee JeficTBHE MaTepHala arrnapa-
TYPHbI IIPH KOHIEHT PUPOBaHHH.

OTHOCHUTENBHBIHN ITpeaen o6HapyHeHU ITpUMe-
ceit paccymnranu 1o gopmyne, IpHHUMAasn Koappu-
LMEHT H3BJIeYeHHA R paBHbIM 1:

C =(m

min min AL / M)-100% (3).
mem = 3V2 S, — abcomoTHBIM 1peaen obuapy-
IHEHHA [IPUMeceli peaaraeMoil MeTOAHMKOM, M0JIy-
YeHHBL ¢ yueToM KosiebaHuIl yPOBHA 3arpa3HeHHit
NpPU KOHUEHTPHPOBAHMA ¥ aHAJIM3€ KOHIIEHTpaTa:

S, — CTAHAAPTHOE OTKJIOHCHHE MaccChbl [IPpUMECH B

KOHIEHTpaTax m,, ONCHEHHOe 13 8 HnapajuieJibHbIX -

onpeaeneHuin; M - macca aHAJIMTUYECKOH HaBeCKH.
OcHOBHBIE XaPAKTEPHCTURN METOMUKH AHATH-
3a npuBe/ieHbl B Tabin. 1. [NMpezen obHapyKeHus rpu-
Mecel uia aHalIuTHYecKoi HaBecku 40 r cocTaBmu
10%-10""mac.%. OTHOCHTENBHOE CTAHAAPTHOE OT-
KJIOHEHME PeayILTATOB 1 COAePHaHul npuMecei
Ha yposHe 107 - 10°® mac.%. ue 6onee 0,6. [lpenen
obHapy:xeHusA DpUuMecel pacpocTPaHeHHbIX dJ1e-
MEHTOB OTPAHMYEH MOMPABKOM KOHTPOJIBHOIO OIThI~
Ta, 0CHOBHOH BKJIaJ| B KOTOPYIO BHOCAT OMNEpaLuu ¢
KOJUIEKTOPOM NpuMece — rpaduTOBBIM ITOPOLITKOM:

3arpy3Ka-BhIIPY3Ka KOJUIEKTOPA B AMITYJIbI ¥ 9JIEKT-
POMBL.

IIpaBUIBHOCTH PE3Y/ILTATOB aHAJIH3A [TPOBE-
PHIIN HA MOJIE/IBHLIX CHCTEMAX CITOCOG0OM “BBE/IEHO-
Haigeno" (tabn. 2), na obpasnax terpadTopuaa
KPEeMHUSA, PACCYUTHIBAA CTEIIeHb U3B/IeYEHUA IIPH-
Mece# (Taba. 3), BApbUpPOBAHHUEM AHAJIATHYECKOH
HaBeckoit oT 5 10 40 (Tabn. 4).

Tabnuua 4
MpoBepka NpaBUNBHOCTY pe3ynbLTaToB aHanu3a eapbupo-
BaHWeM aHanuTuueckoi Haseckoi (n = 4; P = 0,95)

MpumecHsI C - 108, mac.%
snemeHT | 40r SiF, 10 r SiF, 5r SiF,
Sb <2 <8 <20
Fe 1246 744 1047
Mg 5£3 6+4 <10
Mn 0,2+0,1 0,2+0,1 <0,3
Pb <0,1 <0,4 <1
Cr 3+1 442 5+4
Sn <0,2 <1 <2
Co <2 <8 <20
Ni <2 <8 <20
Al <1 <4 <8
1046 15+10 <30
Cu 2,0£0,6 31 2+1
<2 <8 <20
Ag 0,05+0,03 <0.1 <0,2
Zn <3 <10 <30

Ha ocHoBaHUM NpejcTaBIeHHbIX B TAbIHIAX pe-
3yJILTATOB BKCIIEPUMEHTOB MOKHO 3aKII0YUTD, YTO
HalJeHHbIE KOMTHUYECTBA TIPUMECER [TPaAKTHYECKH
COBITAJIAIOT € BBEJAEHHBIMM, CTEINEHbL U3BIEYEeHHS
rpumeced 6/1M3Ka K 1, pesynsraThl aHa/lM3a He 3a-
BHCAT B IIpeeiax cyHaiHo! orpenrHocTy oT Mac-
Chl aHAJIUTUYecKol HaBeckH. [TocTaHOBKA KOHT-
PONLHOT'C ONBLITA [TYTEM IMTOBTOPHON OTTOHKH aHAIHN-
THYECKOH HABECKU TO3BOJIAET VYN THIBATD 3arpA3He-
HUA BCeX CTAAWN aHaIn3a, BIUTIOYas 3arpAsHAIoNnee
JericTBHE MaTepHaa anmaparypsl. COBOKYITHOCTE
HOJIYYeHHBIX JAHHBIX CBUIETEILCTBYET 06 OTCY TCTBHH
BHAYMHUMOM CMCTEMATHYECKO! ITOTPELTHOCTH PeayiTh-
TATOB aHAJIN3A.
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ANALYSIS OF HIGH-PURITY SILICON TETRAFLUORIDE BY ATOMIC-EMISSION METHOD WITH
CONCENTRATION OF IMPURITIES BY MATRIX SUBLIMATION

V.G.Pimenov, A.D. Bulanov

A technique has been developed for analysis of silicon tetrafluoride by atomic-emission method with
pre-concentration of non-volatile impurities by matrix sublimation. The limit of detection for impurities

with 40 g analytical sample was 10 - 10-"°wt. %.
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