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H/IOBUA naTnokKucek

ATOMHO-3MUCCUOHHbI METOf OnpeaesieHNst MaccoBoi
[ONN TUTaHa, KPEMHUS, >Keres3a, HUKeNs, a/loMUHKS,
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Niobium pentoxide. Atomic-emission method for 50233.4—92
determination of titanium, silicon, iron, nickel,
aluminiuh. magnesium manganse. cobalt,
chromium, lead and zirconium
OKCTY 1709

Jara BBefeHuA 01.07.93

HactoawmiAi cTtaHgapT pacnpocTpaHsieTcss Ha MATUMOKUCL HMO6US
n yCTaHaB/MBaeT aTOMHO-3MWUCCMOHHLIVA MeToA onpeaesneHUs MaccoBOWM
JONN TUTaHa, KPEMHUSA, >Kefe3a, HUKeNs, aloMUHWUSA, MarHums, map-
raHua, KobasbTa, XpomMa, CBMHLA W LMPKOHUS.

MeToA OCHOBaH Ha W3MEPEHUU WHTEHCMBHOCTW  JIMHWIA 3N1EeMEHTOB
npuMeceri B CMEKTpe, MOSIYYEHHOM MPU UCMAPEHUN MNATUOKMUCU HMOOMSA
B CMeCM C rpauToBbIM MOPOLUKOM M XJIOPUCTbIM HaTpUEM U3 KpaTepa
rpaduToBOro 3/1€KTPoAa B Ayre MOCTOSIHHOro TOKa.

MNHTepBan onpegensieMbiX MacCOBbIX A0/1eii npumeceii mMeTaslsioB B
NATUOKUCU HUMobUSA, %:

TUTaHa ot 5- 10“4 nO 1<10-2
KpeMHUA or 1<10"3 0o 1<10-2;
Kenesa oT 1el10-* fo 3- 10-2;
HUKens oT 5- 104 po 2- 10-2;
ANOMUHUS oT 6 +10"4 o 1-10-2;
MarHumsi oT 5- 10“4 no 5* 10-3;
MapraHua ot 1«10-4 fo 2- 10-3;
KobasbTa oT 1m10 3 no 3- 10-2;
Xpoma oT 1m10-3 fo 3- 10-2;
CBMHLA oT 5 <10-4 o 3- JO'Z
LIUPKOHUSA oT 3- 10-3 no 2. 1onN

. OBWWME TPEBEOBAHWNA

Obuwwme TpeboBaHMA K mMeToae aHanm3a — Ho FTOCT 18385.0.

M3pgaHve odmumasibHoe
C WNnnam'nmu3n <ran.bipton, 1992

HacTosimin  cTaHAapT He MOXKET 6biTb MOJTHOCTBIO WM YaCTMYHO BOCMPOU3BEEeH»
TUpaXMpoBaH W pacnpocTpaHeH 6e3 paspelleHnst occTaHgapTa Poccun
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2. AIMMNAPATYPA, MATEPUVNAJIbI N PEAKTUBLI

CnekTtporpad  AugpakymoHHbIin  Tuna OPC-8, C peLueTKon
600 WTPUX/MM W TPEXSINH30BOM CUCTEMOW OCBELUEHUS WM aHasioruny-
HOro Tuvna.

leHepaTop ayrosow AIM-2 ¢ AOMNOAHWUTE/IbHBLIM pPeocTaToM WM aHa-
NOTrUYHDbIA, NPUCMOCO6/MEHHbIV ANA NogKuUra Ayru MNOCTOSAHHOr0 ToKa
BbICOKOYACTOTHbIM pPa3psagoM.

Beinpamutens 250—300 B, 30—50 A.

MwuKpogoToMeTp HeperucTpmpywowmin tmna M®-2 wnnm aHanorny-
HbI.

CnekTtponpoekTop MC-18 mnu aHanornyHbIn.

Becbl aHanutu4yeckume.

Becbl TOpcuOHHbLIEe TUna BT-500 vav aHasiornyHble.

Becbl TexHuueckne tuna BU3.

CTynkKn U NMecTUKY M3 OpraHnyecKoro CTeksa.

Boke 13 opraHm4yecKoro cteksna

JNlamna wnHipakpacHasa WK3-500 ¢ peryngatopoM Harnpsi)KeHus
Tuna PHO-250—0,5 vnn aHasnorunyHas.

lMneHka nonuaTuieHoBas.

Bata meguumHCKass KoMrpeccHas win rurpockonmnyeckasa no NOCT
-5556.

Kanbka 6ymaxkHas no MTOCT 892.

Meub mydenbHaa Tvna CHOJI ¢ Tepmoperynsatopom, obecrieymBa-
owaa temnepatypy go 900°C.

Turnn capdgopossble.

MnactmHkn doTorpaduyeckue cnektporpaduyeckme tuna MPC-02
# M®PC-03 npomssoactea NIMO «CnaBuy», pasmepom 9X12 wnm aHa-
NnornyHble, obecneymparolme HopMasibHble MOYEPHEHUS aHaJIMTUYECKUX
JINHWIA 1 )oHa B CNEKTpe.

CTaHOK ANnA 3aTO4YKM TpauUTOBbIX 3/1EKTPOAOB.

Yrm rpagumtoBble OCY 7—3, anametpom 6 mMm.

dneKkTpoabl rpaduToBble, BbITOYEHHbIE U3 FPadUTOBbIX CTEPXKHEN
OCY 7—3, anameTpoM 6 MM, 3aTOUYEHHbIE HA YCEYEHHbIA KOHYC C MJ10-
wagkon gnametpom 1,5 mwm.

dnekTpoabl rpauToBble, BbITOYEHHbIE U3 rpPatUTOBbLIX CTEPIXKHEN
OCY 7—3, gnameTpom 6 MM, C KpaTepom rNyouHOM 2 MM, BHELUHUM
anameTpom 4,4 MM, BHYTPEHHUM AnamMeTpom 2,5 MM, A/IMHOM 3aTo-
YyeHHOM 4vactn 10 mm.

OuncTke O06XKWUIOM rMoABeprawT KaXKAyl napy 3/1eKTPoAoB He-
nocpefAcTBEHHO Mnepeg aHaIM30M  (3N1EKTPOA, 3aTOYEHHbI Ha KOHYC —
KaTog, 3NeKTpoj C KaHaloM — aHof).

FpamT nopoLlKoBbIA 0c060iM uucToTbl No FTOCT 23463.

CnupT 3TUMAOBLIN peKTUgMKoBaHHbI no TOCT >18300.

ANIOMUHUA OKUCb 6e3BOfHas A/a CheKTpasibHOro aHanuvsa.

>Kenesa OKWUCh.
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KpemHua (1V) okcug no NOCT 9428, u.p.a.

Hukena okucb yepHad no NOCT 4331, u.

TuTaHa OBYOKUCb, X.M.

MarHusa okucb no NOCT 4526, u.g.a.

MapraHel, ABYyOKMUCb 6e3BoAHas, oc.y, 9—2.

Kobanbta okucb no NOCT 18671, u.a.a.

LIMpKOHNSA ABYOKUCb CMeKTpasibHO yucTas.

Xpoma okucb mapkm OXM-O no NOCT 2912.

CBMHUA OKMUCb, 4.4.a.

HaTtpuii xnopucTblii, oc.4., 6— 1

Hnobna nNATUOKMUCL CreKTpasibHO-4YUCTas, MpPOBEpPeEHHast Ha OTCYyT-
CTBME MNpUMecen.

JKcmkarTop.

focyaapCTBEeHHbI  cTaH4apTHbLIA o6pasel, cocTtaBa rpaduToBOro
nopowka CIMr-27rMp rco 2820—8s3.

3. NOArotToBKA K AHAJTN3Y

3.1 MpuroTtoBneHne o6pa3ly0B CcCpaBHeHMUA

OCHOBHOM o06pasel, cpaBHeHUs, cogep kawmini no 1% TuTaHa, Kpem-
HUA, >Kenesa, HUKeNs, Xpoma, ajloMUHUA, MarHug, mapradua, Kobasnb-
Ta, UMPKOHUA, CBUHLUA TFOTOBAT MeXaHUYeCKUM WUCTUPaHUEM U nepeme-
WMBaHMEM MATUOKUCK HUOOBUA C OKUCMIaMW COOTBETCTBYHOLWWUX MeTas-
NnoB..

Mepen B3ATMEM HaBeCcOK oKcug KpemHua (1V) nomewarwT B Tu-
renb, NpokasuealwT B MydesibHOM neyn npu TemnepaTtype 700—806°C
B TeyeHue 30 MUMH U OXNlaXgalT B IKCMKaTope.

Haseckn wmaccoii: T),0167 r agByokucu TwuTaHa, 0,0214 r AByoKucuK
KpemHus, 0,0143 r okucm >xenesa, 0,0141 r okucu Hukensa, 0,0146 r
okncu xpoma, 0.0189 r okumcm anommHuma, 0.0167 r okcupga MarHus,
0,0158 r okucn mapraHua (1V) 6essogHoin, 0,0141 r okucu KobanbTa,
0,0108 r okucum cemHUa u 0,0135 ABYOKWUCUM UUPKOHUA  MNomMeLwialT B
CTYNK”™ nN3 opraHm4yeckoro ctekna un paobasnsawT 0,8291 © NATUOKMUCKU
HMobumsa. Cmecb TwaTesNIbHO MepeMewnBalT, A06aBNAa cnUpPT Oas noa-
Jep>XeHnsa cmecun B KalumueobpazHOM COCTOAHUU, B TeyeHWe yaca U Bbl-
cywmBalwT nof MHgpakpacHon namnoin. Ha 1 r cmecu pacxopyetcs
4 cm3 cnupTa.

MocnepoBaTesibHbIM pa3baBfieHMeM OCHOBHOro obpasua CpaBHeHUS
NATUOKNCLID HUOOWUS TOTOBAT ceputo o6pasuoB cpaBHeHua (OC) c
ybbiBaloLLelr KOHLEHTpaUMen onpeaensieMbiX 3n1eMeHTOB. MaccoBylo
A0 KaXkaoh mn3 onpegensieMmblx npumeceir B8 OC 1—OCHD, B pacuete
Ha cofep>XaHue MeTa/IIoB B MATUOKUCA HMOOWSA, N BBOAUMbIE B CMECb
HaBeCKM NATUOKUCU HMOOBUA U npeablgyuiero ob6pasya npusedeHbl B
Tabn. 1
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Tabnuya |

Macca HaBecCku, r
MaccoBas pons

Kax ol n3 onpe-

oggggﬂnge ,qenq'gmbg( npvuae- MATVOK/CH pasb6asnisieMoro o6pasua

cei. % H1O6VA (B cxobkax obo3slaueTe)

OcCl! 1-KH 0,3984 1,3776 (ocu. obpaseL);
0OC2 5-10-2 1.7760 1.7760 (OC!)
OC3 2-10-2 2.3280 15520 (OC2)
oc4 M 0-2 1.8800 1.8800 (OC3)
0C5 5-10-3 1.7600 1.7600 (OC4)
0OC6 2-10-5 2.2800 15200 (OCb5)
OC7 M o0-3 1,8000 1.8000 (OCS6)
0C8 5-10-* 1.6000 1.6000 (OC7)
0oC9 2-10-* 1,8000 1.2000 (CC8)
OCIO 1-10"* 1.C000 1.CCO0 (OC9)

O6pa3slbl CpaBHEHUSI XPaHAT B MOMMITUMIEHOBLIX 6aHKaxX C KpbiLl-
Kamu. [pu Hanuuuu onpeaesnsieMbiX 3/1EMEHTOB B OCHOBE BHOCHAT COOT-

BETCTBYIOLUME MOMPABKN HA WX COAEepyKaHue B obpasuax CpaBHEHUS.

4. MPOBEAEHVNE AHAJIN3A

MoaroToBky npo6 m o6pasuoB CpaBHEHMA OCYLLECTB/IAT B OOKce.
Hasecky 100 mr npobbl wnam obpasya cpaBHeHUS TwaTeslbHO pacTupa-
0T B CTYMNKe W3 opraHuyeckoro crtekna co 100 mr rpadura mnopoLuKo-
BOro m 10 mMr x/iIoOpucToro HaTpua B TeyeHue 5—7 MUH.

MoarotoBnieHHYO npoby win obpasel, cpaBHEHUA HabuBalOT B Kpa-
Tepbl Tpex rpaduToBbIX 3/1IEKTPOAOB, MpeABapuUTesIbHO 000XOKEHHbIX B
Ayre nocToAHHOro Toka npu 7 J1 B TeyeHme 5 c.

Ana 3anonHeHWA 3/1eKTPOL0B CMeCb BbICbINAKT Ha JSIUCT KaslbKN U
HeO4HOKPATHbIM MOrpy>XeHWem 3/1eKTpoAa MNJ0THO 3anosiHAKT el
Kpatep. KonunyectBo maTepuana, rnomMellaemMoro B 3/IeKTpPoA, onpeje-
figeTca pasmMepamnm Kpartepa, B3BeLUMBaHWE He MNPOBOAAT. SJIeKTPoAbl
yCTaHaBNMBaAKT B LWITAaTUB B BEPTUKA/ILHOM  MOMIOXKEHUU. BepxHum
3NEeKTPOAOM CNYXXWUT rpaduToBbIA CTEPXEHb, 3aTOYEHHbIA Ha KOHYC.
MeXay 3aneKkTpogamu 3axkurawT Ayry MOoCTOSSHHOro Toka cuion 15 A.
Bo un3bexxaHue Bblbpoca MaTtepuana U3 Kpatepa 3/1eKTPOAOB BKJIIO-
YalT TOK MNPU COMKHYTbIX 3/1eKTpojax C WX nociefywwmm  pasBefje-
HMEeM, 3HaUeHNEe TOKa KOHTPO/IMPYeTCA MO0 MPOeKUUX Ha MPOMEXXYTou-
Holi guadparme. Bpemsa akcno3vuymm 60 c. PaccTosiHUe MeXay 3nek-
Tpogamu 3 MM.

Cnektpbl B o6nactn pgvH BonH 300 HM doTorpadupytot ¢ no-
Moulblo cnekTporpada OPC-8 ¢ peweTkon 600 wWTpuUX/MM, WUCAONb3YS
TPEXNIMH30BYI0 CUCTEMY OCBelleHUs wenn. LHnpnHa wenn cnekTpo-
rpacha 15 MKM. [MpoMeXXyTouHyl Aunadparmy nogbuparT Takum 06-
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pa3om, 4T0Obl 06ecrneynMTb HOpPMasibHble MOYEPHEHUS aHaNUTUYECKNX
NMHUA 1 (hOHA B CMeKTpe.

Ana oNMHHOBOMHOBOWM 4acTu crekTpa B KacceTy chneKkTporpada no-
MeLlaT doTonaacTmHKy Tuna MNMaeC-02, 4na KOPOTKOBO/IHOBOW — Tuna

M®dC-03. JIMHMA pasbemMa (OTONNACTUHOK AO/MHKHA MPUXOANTbCA Ha
OIWHY BOMHbI 315 HM.

CnekTp Kaxaol npobbl KaXkAoro o6pasla CpaBHEHUSI pPerucrpu-
pyloT Ha hoTonAacTMHKe Mo TpU pas3a. IKCMOHMPOBAHHbIE MMIACTUHKMU

NPoSiBASIIOT, MPOMbIBAOT BOAOW, (OUKCUPYHOT, MPOMbIBAOT B MPOTOUHOA
BOZE W CcyLwiarT.

5. OBPABOTKA PE3YJIbTATOB

5.1. B Kaxpoi cnekTporpamme (oToOMeTpupytoT noqepHeHaﬂ aHa-
NINTUYECKOW JIMHUM ONpPedensieMoro asfieMeHTa 5n+gp (cm. Tabn. £) un

6nmnanexauwero goHa 5® 1 BbIMUCAAKT Pas3HOCTb MOYEpPHEHUn AS =
j—5® TIo Tpem napasnesibHbIM 3HadeHUAM ASj, ASZ2 n AS3
MoJSTyYeHHbIM MO TPEM CHEKTporpammam, CHATbIM ANS_KaXKaoro obpas-

Lua, HaxogaT cpefHee apudMeTUUeckoe pe3ynbTaToB AS.
OT MOJSTyYeHHbIX CPeAHUX 3HauyeHUii AS NepexoAsiT K COOTBETCTBYO-

WM 3HAYeHUAM NorapugmMoB OTHOCUTE/IbHOM WMHTEHCUBHOCTU ~fn
MCNonb3ysa Tabnuubl, NpuBeAeHHbIE B npuaoxkeHun K FOCT 13637.1.

Mcnonb3ysa 3HaveHus I1gC n » MOJIyYeHHble Ana obpasuos

CPaBHEHUS!, CTPOST rPagyMpoBOYHbLIA rpadguk B kKoopauHaTax (Igo,

o] 7L), roe C-—maccoBas pgonsa (%) onpegensieMblX — npumecein B

B o6pasuax cpaBHeHMs. 3a pe3y/bTaT aHa/M3a MNPUHUMAKT MacCoBYIO

00110 NPUMECK, HaWAeHHYH Mo rpadmky Mno 3Ha4YeHUHo e no'

NYYEHHOMY ANS aHa/IM3npyemoii npoobl.
Tabnunua 2

OrpesiersiemMbIi [vHa BorA aHa: OnpesiersemMbIvi LwvHa BorH aHa:
ANeMEHT ﬂMTquC$K? JWHWIA, eNVEeHT nvnmqecTK% JWHWA
307.80 MarHwii 280.27
T 323.45 277.83
KpeMHwWii 288.16 MapraHeL, 280,11
)K%neao 296.69 KoGanbT 304,40
305-91 Xpom 302,16
11MVnivio 300.25 CauiHev, 283.3

AIOMUHWI 398.21 LIMpKoHwiA 339.2
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5.2. PacxoxpeHus Mexay Tpema pesysibTatamy napassiesibHbIX
onpegeneHnin (oTHowweHMe HauboNbLIEro K HauMmeHbWeMy), a TakKXke
ABYMSi pe3ynibTataMmy aHanmsa (OTHOWeEeHWe 60/blero K MeHbLuemy) ¢
[0BEpUTENbHOM BepoATHOCTLIO P = 0,95 He A0/KHbI MNpeBbIaTh 3HaYe-
HUA, NpuBefeHHble B Tabn. 3.

Ta6bnnya 3
Onpepensiembll Magccosast ckaeMoe  Orpeaerisiembii
pseﬁgmem JOH % 'Dp'oacn%oxﬂeHme 3lEMEHT I\'C/tlgﬁ%o Baﬂ ﬂp,ggg%m%
TutaH 5 10—=* 2.9 MapraHel, MO-* 24
1 16-3 24 MO- 2.0
1 10~2 24 2- 10-3 2,0
KpeMHwii 1 HO-3 2.8 Kob6anbT MO-* 24
5 1O-3 2.8 5-10- 2.0
1 KO-* 2.8 210 -3 2.0
>Keneso 1 103 2.6 Xpom MO-3 2.6
1 10-2 2.6 5*10-3 2.4
3 10-r 2.6 3*10-2 2.4
Hwukenb 5 \0~* 24 CauHeL, 510-4 2.0
5 10-3 2.0 610 -3 18
2 10-2 2.0 3-10-3 18
ANOMUHNIA 5 104 2.6 LiyipkoHwnii 210 -3 2,6
3 10-3 24 MO-2 24
1 10~ 2.4 2*10-2 24
MarHui 5 10< 2,8
1 10-3 26
5 10-3 24 1

Jonyckaemble pacxoXAeHWs MPOMEXXYTOUYHbIX 3Ha4YeHWIA MaccoBbIX
[onen npumecein paccHMUTbIBAOT METOAOM JIMHEAHOW WMHTEPNONSALUMN.

5.3. KOHTpO/Ib TOYHOCTM aHa/n3a MnpoBOAAT, MCMNOSIb3YS rocygap-
CTBEHHbI CcTaHAapTHbI obpasey (FCO) nopowka rpaduToBOro
Crnr-27rp rco 2820—8s.

Ona atoro HaBecky 100 mr M'CO TwWATENIbHO pacTUparT B CTYIMKe
M3 opraHuyeckoro crtekna co 100 Mr oCHOBbl (MATMOKUCH HUOOBMA) W
10 Mr xnopucTtoro Hatpua B TedyeHWe 5—7 MWUH W MPOBOAAT aHas/In3
cornacHo pasg. 4 v n. 5.1.

Ana  kKaxpon onpegensemoin  npumecn aHami FCO cumTaeTcs
npaBw/bHbIM, ecnu oTHoweHwne (Ca,) MO/y4YeHHOro aHanm3a K aTTec-
ToBaHHOMY 3HayeHuto (Car) (ecnu Cail>Gftl) n oTHoweHne CAar K
Cn (ecnn Car>C a,) He npesBbllIaeT Kopns KBaapaTHOro un3 3HadeHusA
[OMNyCcKaemMoro pacxoXxpieHusi, ykasaHHoro B T1abn. 3 (4s1i8 maccoBow
[0oNn onpefesiseMor npumecn, cooTBeTcTByloWen Car).
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MHPOPMALUMOHHbBIE OAHHBIE

I* PASPABOTAH WV BHECEH T[ocypapcTBeHHbIM Hay4yHO-uUccneno-
BaTe/IbCKUM W MPOEKTHbIM WHCTUTYTOM peaKOMeTasl/INYeCcKon npo-
MbILLIEHHOCTU
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