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TAHTAJI U ETO OKHCb

CnekTpalabHbIH METOR OHpefeAeHHs BoJbdpama,
Kajabliusg, KoGaapbTa, MeAn, MoJubGaera roctT

o HaTpHy 18904.8—89

Tantalum and its oxide. Spectral method for
determination of {ungsten calcium, cobalt, copper,
molybdenum and sodium

OKCTY 1709

—

Cpok peicTBHA c 01.01.90
no 01.01.95

Hecofaronenne cranpapra npecaeayercd no 3akoHy

Hacrosmu#i cTaHaapT yCTaHABJHMEAET CHEKTPAJbHBIH METOH Olnpe-
neJeHdst npuMecell Bosabdpama, KaJablius, kKobanabra, MeAH, MOaKO cHa
H HaTPHUsl B TAHTAJe (NPeABApPHUTENbHO NepeBeJleHHOM B OKHCh) H B €ro
OKHUCH,

MeTton ocHoBaH Ha RO30VXKIEHHH M perucrpauuu (¢ororpaduyec-
KO WJIM (POTO3IJEKTPHUECKOH) AYIOBHIX 3MHCCHOHHBIX CHEKTPOB aHa-
JIU3UPpyeMbIXx 00pasuoR M 00paslloB CPaBHCHHSA.

IiaTepBansl onpeesasieMblX MAcCOBBIX J0JeH NMPHUMECEH:

Boasdpam ot 1-10-% no 1-1077;

KaJblHH » 1.107% » 3-1072;
KoOanpT » 11074 » 1107
Meab » 1107 » 3.10°%
MOJUuGIEeH » 1-1074 » 1.10°1;
HaTpHi » 1-107% » 1-10°L

1. CBUIME TPEBCBAHUY

1.1. O0wue TpeboBaHHS K MeTOAY aHaJjaHsa H TpeboBaHHs 06e30-
naceocet — o OCT 18904.0 ¢ nonosHeHHeM: 3a pe3yJbTaT aHaJjaH3a
HPUHUMAIOT CpefHee apH{pMeTHUeCKOe ABYX MapaJsJeJbHBIX Ompejaese-
HHI, KaXXJ10e H3 KOTOPBLIX BBINOJHSAIOT M3 OT1eJbHOI HaBeCKH.

2. ATINNAPATYPA, MATEPHAJIbI U PEAKTHBBI

Crnekrporpad  audpakuuoHHnd  tona HPC-13 ¢ peweTko#
600 1WTP/MM HJIH aHAJOTHUHBIH.
$orosnekrpuveckas ycranopxka JPC-36 uau JDC-44.

Hanarnre odimunanshoe IlepeneyaTka BOCHPEUIEHA

*
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SJIeKTPOHHO-BBHIYHCIHTENbHAS mamwnHa  <Mckpa-1256»  nan
«J1-3—28» HJIH aHaAJOTHYHOIO THIIA.

I'enepatop ¥YI'3-4 uam Beimpsamutean 250—300 B, 20—30 A.

Miukpodoromerp t™na M®-2 uau aHanorUyHbHIA.

Cnektponpoektop TIC-18 Hau aHanOrHuHBI.

Becwsl aHasHTHUYECKHe,

Bechl TexHHuecKue.

BufpoycraHoBka WJAH JPyroe YCTPOHCTBO AJs NepeMeNIHBAHHA H
pactupanud npod.

CTynKH W NeCTHKH U3 TaHTaJa H H3 OPraHHYeCKOr'o CTeK.Ja.

Ileur MydenpHasi.

Hlkad cymunbHBIA.

[InuTKa 3/€KTpHYECKAS.

CTaHOK IJisi 3aTOYKH YTOJIBHBIX 3JIEKTPONOB.

¥Yrau croekrpanabHbeie OCY-7—3 uau C-3, nuamerpom 6 mm.

ONEeKTPOLbl, BBITOUEHHBIE U3 CIIEKTDPAJbHBIX YTJEH:

THIIA «PIOMKa»: AHaMeTp KpaTepa — 4 MM, rayOHHa kpaTepa —
4 MM, BBICOTA HapyXHOH CT€HKH — 5 MM, BbICOTA HOXXKH — 3 MM, JHa-
MEeTp HOXKH — 2,5 MM;

JHameTrp — 4 MM, BBEICOTA 3aTOYEHHOH yacTH — 10 mM.

ITnHuer MenuuuHCKHA no 'OCT 21241.

MepHHUK U3 HepwkaBelolleH CTaJju.

Bapuil yraekucanit no TOCT 4158.

Boardppama (VI) okuce.

Kaauii cepHokucawit mo T'OCT 4145.

Kaapun#i azorHokHcABIH 4-BoaHbll o [[OCT 4142,

Ko6aawra (II, I1I) oxuce no TOCT 4467.

Menu (II) oxues no TOCT 16539,

Monaubaena (Vi) OKUCE.

Harpuit xaopucreii no TOCT 4233.

CeuHey apyxqopucthiii mo 'OCT 4210.

Cnupt sTunOBHH pektudukoBaHHuE no [OCT 5962 unu cnupr
9THJXOBLIH pekTH(HKOBaHHBIA TexHHueckuit mo TOCT 18300.

Cypembi (1I1) okuce. '

Tanran nmopomkooOpasuplil BLICOKOIT uHcTOTHE MAM  TaHTtada (V)
OKHCh, UUCTAS MO ONpeleNsieMblM MPHMECSM.

doronaacTudku cnekrpanbbpie TN I, Tun II, 3C wuan anaaornu-
Hble, O0ecneuuBalllllie HOpMaJbHble NOYEPHEHHS (HOTOMETpHDYeMBIX
JHHHUHA H (OHa cnekrpa.

[TposiBUTE€/Nb KOHTPACTHBIH.

DHKCaX KHCJBIH.

CraHzapTHBIH DAcTBOP KaJabUMS € MaCCOBOA KOHUEHTpainel
10 Mr/cm3: naBecKy a30THOKHCJOTO Kajbliis maccod 5,8902 r pactso-
pAIOT B BOJE, mepeRoIdAT B MepHy Koaly Ha 100 ¢m®, poBoadT a0
METKH BOJOHU U IEPEMeIIUBAIOT.

-]

3



3. NIOATOTOBKA K AHAJIU3Y

3.1. IlpuroroBinenne 6yhpepHOR cMecH

HaBecky XJIOpHCTOro cBHHUA Maccoil 7,4 I, CEPHOKHCJOrO KaJus
Maccol 2,5 r, yraekuciaoro 6Gapus Maccoli 0,25 © 1 OKHCH CypbMH
maccod 0,1 r THATeJbHO NEPeTHPAIOT B CTYNKe B TeyeHHe 1,5——2 y
‘HJIH Ha BuOpOycTaHoBKe B TedeHHe 40—50 muH.

32. [IpuroroBnenne o6GpasuoB cpasumenus (OC)

Oo6pasunt cpaBuenns rotossar mo ['OCT 18904.6.

3.2.1. T'onoBHo#t o6paser cpasuenus ([OC) roToBAT CMeIIHBAHUEM
OCHOBBI C DacTBOPOM KaJblHA, NPeABAPHTENBHO NPOKAJEHHBIMH OKH-
‘CAMH BOJIbpama, koGanapTa, MelH, MOJNHOAEHA H XJOPHCTHM HaTPHEM.

B nsiatuHOBY10 ualKy noMematoT 11,4775 r oCHOBHL, BBOAAT 18 cm3
CTAHAAPTHOTO PacCTBOPa KaJbllHA, NOACYINHBAIOT HAa IJIHTKE H IPOKa-
JMHBAOT B Mydenabnoil neun npu 750°C B Teuenue 1 u. [Tocnme oxsax-
ACHHA NEPEHOCST B TaAHTAJOBYIO CTYynKy, AobGasasior 0,1261 r okucu
Bonbppama (VI), 0,1362 r okucu koGanwra (II, I11), 0,1252 r oxucu
mean (II), 0,1500 r okucu mMonubaena (VI) u 0,2540 xjopucroro Hart-
PHA, TUIATEJNbHO TEPETHPAIOT TAHTAJOBHIM [I€CTHKOM B TeueHHe |,5-—
2 4 W14 Ha BHOpOycTaHOBKe B Teuenune 40—50 MuH.

[Moanyyenunii TOC XpavAT B NJIOTHO 3aKPHITOH CTeKJASHHOH GaHKe.

Ocransipie OC roTOBAT MOCAeAOBATENbHLIM pasfasienueM [OC
n nocneayromux OC ocHoBod. MaccoBas 10451 onpefensieMblXx npuMe-
Cel B NPOUEGHTAX K CyMMe MeETa/UIOB TaHTajna H NpHMeceil W BBOIH-

Mbie B CMeCh HaBECKH OCHOBb M pasbasasiemoro OC yKkasaum B
Taba. 1.

Tabaurma |
Macca Hasecru. 1
B Maccoran gona -
Oﬁogﬂaqenﬂe B?xﬂnbﬂq?p;o%z’niig,b paz6aBiIsIemMaro
cOpasta x| Menu, monubaeHa, OCHOBEI obpasna (o6o3HayeHHe
; Hatpus, % oGpasua)
roc 1,0 — —_
-OC-1 1 - 10~ 8,8521 1,0000(I'OC)
0C-2 3-10-2 31,8031 1,0000(I'0C)
0OC-3 1-10-2 8,985H2 1,0060(0OC-1)
0C-4 3108 8,9955 1,0000(0OC-2)
0OC-5 1-10-8 8,9985 1,0000(0OC-3)
-0C-6 3-10—+4 95,0000 1,0000(0C-4)
OC-7 1-10—4 9,0000 1,0000(0C-5)

Kaxubiii ofpasen, cpaBHeHHsI CMEIIHBAOT ¢ 6ydepHON cMecblo B
COOTHOIIEHHH 5:1 mo Macce B cTynkKe B TeueHMe | 4 MM HaA BHOpPO-
yctaHoske B TeyeHHe 30 muH. I'otoBele OC XpaHAT B NJIOTHO 3aKPHI-
‘THIX CTeKJSHHBEIX OaHKax.
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Honyckaercs npurorosiaesne OC ¢ HCIOJAb3OBAHHEM ApPYyTHX KO-
JHYECTB CMEUIHBACMEIX BElLIECTB NPH COXPAHEHHH 3HAaY€HHH MacCOBHX
AOJIeH, yKa3aHHBIX B CTAHJAADTeE.

4. MPOBEAEHIHE AHAJIU3A

4.1. [TonroTtoBka npo6 K aHaausy

[Ipo6y meranga nepeBoasr B okucr mo I'CCT 18904.6. Ananusn-
PYeMyl0 OKHCh CMELIHBAIOT ¢ Oy(epHOH cMeChbid0 B COOTHOLIEHHH 5 : 1
o Macce B CTYIKe HJIM Ha BHOpOyCTaHOBKe B TeueHHe 10—15 mum.

IIpn B3sITHH HaBeCOK JIOJOUKH, HINATENH H APYTHe NPHCIOCOGJIEeHHH
nporupawot cnuprom (0,5 cm® Ha ongun obpaseu).

[Ipn nepeMeliMBaHHK CTYUKH, NECTHKH HJK AeTatH BHGPOYCTAHOB-
KH MOIOT BOJOH H MPOTHPAIOT cnupToM (2 cM® Ha ORHH o6pasen).

42, BosOGyXk/JeHHe CHEKTDPO B

AHanusupyemeie o6pasusl u OC, cMemanHble ¢ 6ydepHO cMechio,
C NOMOIBIO MEPHHKa IOMEIaloT B BHAe OpukeTa Maccoil 50 Mr B Kpa-
TEPHl YIOJBHHIX 3JEKTPOAOB THNA «PIOMKa». BhICOTa GpHKeTa COCTaB-
aser 3,4—3,6 my. HegomyctiMo nomananve wacThu ofpasua Ha TO-
per, sMeKTpona.
~ Ilocne xaxaoro o6pasua MepHHK OYHUIAIOT BaTHBIM  TaMIIOHOM,
cMoueHHbIM ciiipToM (0,5 cm3),

SVIEKTPOAN ¢ 00pasuaMH Cayxart aHogoM. BepxuHil 3JEKTPOL, 06-
TOYCHHEIN 10 AHaMeTpa 4 MM, CAYKHT KaTogoM. CHJa TOKa AyTH —
11-—13 A, Bpems 9KCnOSHUUH — 20 C, MeX3JEKTPOLHBIM IPOMexy-
TOK — 2,5 MM, cHCTeMa OCBEIleHUS — TPEeXJHH30Bas.

4.3. PerucTtpanus cnekTpoB

4.3.1. Ilpu doTorpaduyeckofl perucTPaUKH [WHPHHA LU CIEKTPO-
rpagpa OPC-13 12—15 mxM, ¢otorpadupyemas objgactb cHeKTpa
300—400 um. Ha ¢oronaactuske ¢otorpagupyior no 3 cmekTpa Kax-
Roi npoGel 1 kaxporo OC. ®ororpadHpOBaHHe NOBTOPAIOT ABA pasa.

@ororpadHpyioT KaxAyKw MOPLUIO, [OArOTOBJICHHYIO (CMENIaHHYO
¢ Oy¢epHOA CMecbl0) M3 OZHOH HABECKH MCXOAHOH [§pPOGH  OKHCH
(MJIH OKHCJIEHHO#H MPOGHI MeTasaa), Ha ABYX (OTOIIACTHHKAX MO TPpH
pPasa Ha xaxao# (QOTONJIACTHHKE.

[Tocse QororpadupoBaHus CcreKTpos (OTOMIACTHHKHU NpoABJSAIOT,
MOIOT, (HKCHDYIOT, TPOMBIBAIOT B MPOTOYHOH BOAE H CylnarT.

4.3.2. Ilpu QorosnekTpuyeckolt perucrpanuu IIHpHHA BXOJHOH
WeH  (oTosJeKTpuyecKolh ycranoBkn J(®C-36 (IDC-44) 0,15—
0,20 MEM, CHCTeMa OCBCIIeHUS ~— JIBYXJHH30Bas.

Perucrpupyior no jgBa cnekrpa OAHOH NOPUHH, NOACOTOBJICHHO
(cMewaHHOl ¢ OydepHOA CMeChI0) H3 OZHOH HABECKH HCXOAHON npo-
OBl OKHCH (MJIH OKHCJEHHOH Npo6ni MeTasaa).

5. OBPABOTKA PE3VJIbTATOB

5.1, ®oronnacTHHKH (DOTOMETPUPYIOT Ha MHKpodoTomerpe. Ha
Ka}JI0H CHeKTporpaMMe H3MepsOT NMOYEPHeHHs aHAMHTHYECKHX JIMHHI
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M JHHUP CpaBHEHWs, BLIUHCJSIOT Pa3HOCTb nouepHeHui (AS), HaxoaarT

cpeAHee apudmeTHYecKOe 3HauyeHHe AS AJA Tpex CHEKTPOrpamu, mo-
JYUYeHHBIX OT OAHOro obpasua. JauHBl BOAH aHa/JMTHYECKHUX JIKHHA H
JHHUA cpaBHeHHS vKa3aHbl B Tabx. 2.

5.2. Ha Boixoze (HOTO3JIeKTPHUECKOH YCTaHOBKH (Tabsio UHPPOBO-
ro BOJIbTMETpPa HJH JeHTa H(poneyaTamulero yCTpoHcTBa) noJyda-
0T NOKa3aHHusg (R), NpPONOpPIHOHAJbHBlE JOrapHpMy OTHOCHTEJhHOH
HHTEHCHBHOCTH aHAJHUTHUYECKOH JIMHHU M JUHHH cpaBHeHHs (Taba. 2).

Tadnuupa 2

JnuHa BoAHBL, HM
OnpenenseMsoiit SneMent Hurepran onpepease-
3JeMeHT aHaJAHTHYEC- THHHH cpaBHeHus MOil MaCCOBOR AOMNH
KOft JTHHIH cpaBHenus npuMech, %

Bonbdpam 400,87 323,25 CypbMa 1-10—4—3-10-2
397,93 323,25 CypbMa I 10—2—1-10-!

400,87* 2878 * CypbMma I 10-4—1 10!

Menb 324,75 323,25 CypnMa i-10—4—-3 10-3
327,40 323,25 Cypbma 3-10-4—1-10-2

324,75% 287,8 * Cyppra 1 10-4-3 - 102

Moaubnen 390,29 323,25 Cypima 1 10—4+-3-10-2
319,40 323,25 Cyposma 1-10—4-3-10-2

320,88 323,25 Cypbma 1-10—2—1-10-!

316,40* 2878 * | Cyppma 1-10-4—1- 101

380,30* 287,8 i CypbMma 1-10—4—1-10-1

Kaabnui 399,85 398,34 Baputt 1-10—4-3-10-2
422,67* 393,6 * bapui 1-10—*—1 102

Kob6aabt 345,35 323,25 Cypbma 1-10-4-3-10-2
340,51 323,25 Cypbma 1-10—3—1.10-

345,35* 2878 * Cypbma 1-10—4—1-10-!

Ha1pui 330,30 323,25 CypbMa 1-10—%—3-10-2
330,23 323,25 ' CypbMma 1-10—3—1- 101

330,30« | 2878 * ! Cypbma - 10—4—1-10-

330,23* | 2878 | Cypbma i 1.10—4—1- 10~

* JlunuH, Hcnonb3yeMble NMPH (POTOJIEKTPHUECKGH PErdHCTPalHi.

5.3. Has xaxipefi onpeaeasieMoil NpUMECH CTPOAT IPajyupOBOUHBIL
rpaduk: no ock abcuuce oTkiaaniBalor spaveHue lgC, roe € — sac-
coBas JcJsi onpefesseMoll mpumecu B (OC, nc ocH OpJAHHAT OTKJa]bl-
BAlOT YCPeAHEHlbLe 3HaueHHs aHaJuTHueckoro cHrHana (AS nin R)
cooteetcreyomux OC. Ifo atum rpacduxam M ycpeTHEHHbBIM 3HaYeHH-
M aHaJHTHYECKOrO CHIHaJa, MOJYUYEHHBIM 110 CNeKTpam npod, Haxo-
AT 3HaueHUsT MacCOBBIX LOJelt OnpelefisieMbIX [pHMeceH B aHaJIH3H-
pyeMuix npobax.

5.3.1. Ilpu dororpaduyeckoil perucTpallHH CNEKTPa 3a pe3yabTar
OMHOTO M3 mapaJ/elbHbIX Olpele’eHHH NMPHHHMAIOT cpelHee pe3ynb-
TATOB, NOJIYUEHHBIX Ha IBYX (DOTONJACTHHKAX, KaX/IBIH M3 KOTOPHIX
SIBJISIETCSL CPeJIHHM TpPeX CHeKTPorpaMM.
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0.4 lipH (I)OT()aJIeKTpMHCUhUYI pridulydanhn LUAAIYS 28 Phvegsers
Tar ONHOTO M3 napaJuielibHBIX ONpeieeHHH DPHHHMAIOT CpejHee pe-
3yJbTaTOB H3MePEeHHH aHAJHTHUECKHX CHTHAJOB JBYX CHEKTPOB.

5.4. Jlomyckaercss npoBOAHTL 00pabOTKy aHa/IHTHYECKHX CHLHAJIOB
¢ niomoipio OBM «Mckpa-1256» wiu anaJoTHYHOR 1O pporpammas,
VTEEPKICHHBIM B yUTAHOBJEHHOM MOPAAKC.

5.5. AGCOJIIOTHBle 3HAauYeHHs pasHOCTeH ABYX Pe3yJabTaToB Mapa.t-
JedbHBIX ONpe/eseHuil (MoKasareb CXOAMMOCTH) H ABYX pe3yabTa-
TOR anafjuzoB ([OKasaTejpb BOCNIPOM3BOAHMOCTH), YHCJEHHO paBHBIE
Mexay co6of, ¢ BeposaTHOCTbIO P=0,95, /0MKHB He NPeBblllaTh 3HA-
yeHHil NOMyCKAaeMBIX PaCXOXKI1eHHN, NpuBeleHHbx B 1ad.1. 3.

Tadbauruwa 3

Hoiiyckaemoe pacXoXKiaeuHe,
0
0

MaccoBan
¢ pons, % ) EPH CHeKTo-
‘ IpH CHeKRTHO- doTosaexTHI-
(pororpadnuec- YeCKOoM aHu-

i EOM aHaTH3e JH3e

OnpepenseMslil 3/JeMeHT

Hatpui 110 7105 4-10-5
L1108 710~ 4-10-

Po1 - 102 5- 108 4-10-3

1. 101 5 - 102 4-10-2

BoasgpaM, Kadbiufl, Kobanbt, MCIh, 1-10-4 5-10-5 4. 10-5
MonHGaeH 1-10-8 5-10—* 4.10-4
1-10-2 5-10-3 4-10-3

Kaabuui, Melb 3-10—2 1,4-10-2 1-10-2
BomsthpaM, kobadbr, Moaubies 1- 101 5-10-2 4-10-2

[

"loiycKaeMble pacXOrKACHUsA AJIsi MPOMEXKYTOUHBIX 3HAYEHHH Mac-
COELi% 10JIeli DACCUUTHIBAIOT MCTOJAOM JIHHEHHOH WHTEPHOJAIHH.

£4. Jonmyekaeres nmpUMeHeHHe IPYrHX MeTOAUK aHaJjmusa, no MerT-
POJOTHUECKHM XapaKTePHUCTHKAM He YCTynaloUHM TNPHBEACHHbIM B
CTaHaapre.
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