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FOCYIJOAPCTBEHHDBDH CTAHIOAPT COKO3A CCP

HHOBHH
CrneKTpanabublii METOJ oOfpejesieHHsi TaHTaJjla rocT
Niobium. Spectral method for the 18385.7—89

determination of tantalum

OKCTY 1709

Cpok neiicTBus £ 01.61.91
A0 01.01.96

HecoGanionenune craspapra npeciiefyercs 1m0 3aKOHy

Hactosamufi cragpapt pacnpocTpaHsieTcst Ha CHeKTPaJbHBIH METOX
onpejeseHdsi MacCOBOH J0JM TaHTaja B CJauTKax Huobus or 0,05
xo 1%.

Meton ocHoBaH Ha 3aBHCHMOCTH HHTEHCHBHOCTH CHEKTpaJbHOH
JHIHMH TaHTaJja OT ero MaccoBOH JoJsin B oOpasue npd Bo36YKAEHHH
CIeKTpa B Ayre NepeMeHHOro Toka (B pexKHMe HHM3KOBOJBTHAs HCKDA).

1. OBILIHUE TPEBOBAHHSA
1.1. O6mune tpebGoBanus kK MeTcay anaausza—rmo ['OCT 18385.0.

2. ANIIAPATYPA, MATEPHAJIbI, PEAKTUBbl H PACTBOPbLI

Cnextporpad ksapuesniii Tuna MCI1-30 ¢ Tpexannzosoit cucreMoi.

I'enepatop ayrosod tuna HAI-2, CTY-81—14—62 uan HBC-28 B
HCKPOBOM peXXuMe (HH3KOBOJbTHas nckpa). CHia TOKa B NEPBUUHOH
OOMOTKE BbICOKOBOJIBTHOrO ipaHcdopMaropa B CXeMe aKTHBH3aTCpPa
0,1 A, conpotusaenne 250 Om.

Cuna Toxa paspsila B aHaJUTHYECKOM IpOMeXyTKe 1 A.

AnannTHuecKu# npoMexyTox — 1,5 Mwm.

IIpomexyTok pabouero paszpsaHuka — 0,5 wu.

Muxkpodotomerp Tuna MO-2.

Crnekrponpoekrop tuna CIII1-2.

Becnl anajauTHueckue.

Becwl TOpCcHOHHBIE,

Becbl Texnuueckue.

Hapanne oduuuansroe NepeneyaTka socnpemena
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Aaektponeup Tina CHOJI-1,6.2.0.0.8/9-M1.

Hlkad cymuabHeid 3JeKTpUuecKui Kpyrawiii tHnma 23—151.00.00.
000 I1C.

Oikad cymuapHbIH,

Cexkynznomep no 'OCT 5072.

Tepmomerp n1abopaTopHEIH.

Ilpnunapn MepHEIe,

MeH3ypKHU MepHBbIe.

Konbul MepHBbIe.

CTynka ¥ IeCTHK SIMOBEIE HJIM araToBHIE.

BoKc #3 OpraHUYecKoro crekJja.

Yawky niatuHoBeie Ne 115—9 no 'OCT 6563.

Jlamna undpakpacsas tuna MK 3—500 ¢ peryastopom Hanps-
kenus tana PH 0—250—0,5.

CraHOK IJ151 3aTOYKH I'paMTOBLIX 3JE€KTPOLOB.

DaekTpoabl Ipa@UTOBHE AJNA CIEKTpaJbHOro aHaausa mapku OCH
7—3 ¢ nuamerpoMm 6 MM, ¢ KaHajaoM IJaybunoli 1 MM M JQuaMeTpoM
4,1 MM (HHXKHHE).

DaeKTpoibl TpaduToBble A CHEKTpalbHOro aHanusa mapku OCY
7—3, muamerpov 6 MM, BbICOTOH 32TOYEHHON yacTH 5—7 MM H 1Ha-
MeTpoM 4 MM (BepiHHe).

I'padurosniil nopomwok mapka OCH 7—4.

[pecc macasuwli, rugpasiauveckuit nasnenus B 200 xr/cm2.

[Ipecchopma (auamerpom 4,0 MM, raybunoi 4,0—5,0).

BaTHcT A4S YMCTKH ONTHKH.

®nanenp a9 o6THPKH NpHOOPOB M TEHCPATOPOB.

Bara munepagasHas no 'OCT 4640.

Crupt 3Tuj0oBHH perTiudukoradubil Texnuueckuit no FOCT 18300.

Huobus maTHOKECH, CLEKTPa/ibHO YHCTas.

TaHTana GATHOKHCL BBICOKOH YHCTOTbI, COAepIKalllas He MeHee
99,99% oCHOBHOrO BelleCTBA.

Kucrnora coasitaa no FOCT 3118.

Arvonuit sacouersr’t o TOCT 3773.

Harprii cepi oBaTHeioLueabla (runocyisdur) no I'OCT 244.

I[nactunku dotorpadrnecxue 9x12, tuna 11 wam avajsoruunsle,
obecreunBalolliiie HOpMAaJbHLIE NMOUEPHEHHS aHAJUTHYECKHX JIHHHH.

[Iposiuresns no FGCT 10691.1.

@uKcax: HaBecKy CepHOBATHCTOKHCJOro HaTtpusi maccoét 300 r u
H2BeCKy XJIODHCTOTO aMMOHHsi Maccoi 20 r pacTBOpSAIOT COOTBETCTBEH-
Ho B 700 u 200 cM3 BOABl, CAHBAIOT MOJYYEHHble PACTBODH BMeCTe H
noBoaAT o0beM BOAOH g0 1 am3,

3. MOATOTOBKA K AHAJIH3Y

3.1. [Ipurorornenue o6pasnoB cpasHeHusa (OC)
3.1.1. Tlpurorosnenre ocHoBHoro obpasua cpasuesuss (OOC), co-
nepxkaimtero 10% TaHTana (B pacueTe Ha MaccOBYIO JOJIO TaHTaja B
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cMecH MeTaslJIMuecKux HHOOMS, TaHTaja) Ha OCHOBe MNATHOKHCH HHO-
ous.

Hapecky natnokucu Huobusi maccoit 1,2874 r u HaBecky HTATHOKH-
cu taHtaaa maccod 0,1221 r neperuparmoT B aratoBod HJH SIIIMOBOH
CTyNKe IOJ cJoeM chupra B Teuenue 1—1,5 g (pacxon cnupra Ha on-
Hy onepauuio 15 cv). Cveck npocyliMBaioT noJ HHQpakpacHoi JaM-
IOH 10 MOCTOSIHHOH Macchl.

3.1.2. O6pasunl cpaBHenust (OC) roToBsT H3 ocHOBHOro obGpasua
CpaBHeHHSl MNOCJeLoBa1C.IbHBIM pasbabjiedHHeM NATHOKHCHIO HHOOHSA
(ociioBa), He coAepikallicl TaHTaJa, llepeTHPaHHEM CMeCH B IJIEKCH-
rjacouBoll cTyiiKe NUA CJ0eM cikpTa B Teyende 1,5—2 4 u npocyuuBa-
HueM noJ uHdpaxpacHo# Jamnolf A0 NOCTOSAHHOM Macchl (pacxon
crnupTa Ha oAHy onepauuto 70 cm?).

MaccoBasi gossi TalTtasa B oOpasue cpaBHeHUS M BBOAMMbIE B
cMech HABeCKU NATHOKHCH HHoOus (ocHOBa) W pasbasiasemoro obpas-
na vkasassl B taba. 1.

Tabnuma 1
Macca HaBecKH, r
O6c3nadeHue MaccoBas noas
o6pasna TaHTana, %
OCHOBBI pasbasasieMoro obpasina

OCl1 1,00 9,000 1,00 (O0C)
OC2 0,50 4,500 4,50 (OCH)
0C3 0,25 4,000 4,000 (OC2)
0OC4 0,10 4,500 3,000 (OC3)
0OCbh 0,05 2,500 2,50) (OC4)

O6pasubl CPaBHEHHS XPadsT B NOJHITHIEHOBBIX OaHKax ¢ Kpblll-
KaMH.

4. NIPOBEAEHHE AHAJIH3A

CrpyxKy HHOOHS NPOMBIBAIOT COJAHOM KHCJOTOM B CTEK/SHHOM
crakaHe TNpu HarpeBaHHu, KHC/IOTY c/aHBAIOT, NPOMBIBAIOT CIPYXKKY
JHMCTHAJUPOBaHHOM BOAoH Y cnuproM. IlpoMbiTyo cTpyXKy noMella-
I0T B IVIATHHOBYIO YalUKy U NPOKaJHBAIOT B Mydene B TeueHde 4 4 10
NOCTOSIHHOH Macchl, NOCTeNEeHHO moBBILIAsi TeMnepartypy (850%=50°)C.
U3 1 r Metanmnuueckoro HHOOUs (CTPYXKKa) ACJAMXKHO OBITH NOJYYEHO
1,430 r nATHOKHCH HUOOHS.

[Tosyyennylo NSTHCKHCh TILATENbHO MepeMeNInBaloT, O16HpatoT
OT Hee HaBeckKy Maccoil 30 Mr W neperupaloT B sILIMOBOH HJH ararto-
BOll cTynKe ¢ HaBeckod Maccoih 90 Mr ouHLIeHHOro rpaguToBOro no-
pOIUKA B TeueHHe D MHUH.
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IMoxarotosaennyio npoby neperocsaT B npecchopMy, HpeccyioT MpH
napiaeaud 9,8.107 Ila. IlonyueHHyio TabJeTKy NOMeENIAalOT B KpaTep
HHXKHETrO YroJIbHOro 3J€KTpOoRa, AOOHBAsChb XOPOLIEro KOHTAKTa MeX-
Iy YTOJbHEIM 3JIEKTPOJOM H Ta6JeTKoH, YCTaHABJIHBAIOT B 3JEKTDPO-
IoAepxkaTeNp LITATHBA; BEPXHHM SJIEKTPOJOM SBMASETCS  YroJIbHBIE
CTepKeHbp AHaMeTPoM 4 MM H BLICOTOH 3aTOYKH 7 MM, MeXAy KOTO-
PBHIMH 32XKHTaI0T HH3KOBOJILTHHIA HCKDPOBOI pa3psn.

Cuna ToKa paspsja B aHaJAMTHYECKOM NpoMexyTke — 1 A.

MexanekTpoaHoe paccrosHue — 1,5 MM.

BHOBb OTHpeccoBaHHEe TaGJIETKH NMOABEPraloT NpeJBapPHTENbHOMY
ofuickpuBanuio B TeueHue 10 c.

Bpemsa skcnosuuun (60—90 c) BHIOHpAOT B 3aBHCHMOCTH OT Xa-
paKTepHCTHKH npubopa U copTa NpHMeHsAeMbIX (OTOMIACTHHOK TaKHM
06pasoM, uToOBl MOYEDHEHHS aHAJIHTHYECKMX JHHHE HaXOAMIHCH B
o6/acTH HOpPMaJibHBIX TOUYEpPHeHHH [IJIsI BCcero HHTepBaJa ONpejelise-
MEIX KOHIEHTpauuii.

Te ke onepauuy, 3a HCKJIIOUEHHeM IepeBOja B MNSTHOKHCH, BBI-
NOJHSAIOT € KaXABM H3 pabouynx 06pas3loB cpaBHEHHS.

5. OBPABOTKA PE3YJ/IbTATOB

5.1. B xaxpo#i u3 cnekTporpaMM ¢OTOMETPHPOBAHHEM HaXOAAT
nouyepHEHUs] AHAJMTHYECKHX JIHHHH onpejesseMoro 3JeMeHTta (TaH-
Tan) (Stere), NMHHU 3JIEMEHTA CPaBHeHHS (HHOOHH) (Swpie) (Tab.1. 2)
H (oHa pAZOM C JHHUAMH (Ss) M BHUHCAAIOT Pa3sHOCTb NOYEpHEHHH
071t aHAJUTHYECKOH JNHHUH (Sr,14—Sp) H JHHHHM 3JeMeHTa cpaBHe-
HHA (Swpig—Sp), 3aTeM NepexolfT K COOTBETCTBYIOIIHM 3HaueHHAM
JOTapu(MOB OTHOCHTENIbHOH HHTEHCHBHOCTH
lTa

lg1

=1g1Ta“"']g[Nb,

Nb

no tabauuaM, npuseaeHHbIM B npHaoxeHnu k OCT 13637.1.
Ta6auna 2

JlnuH2 BONHBI AHANMTH-
Onpenensievbllt snevieHT YeCKON JMHHH, HM JIlMAKA cpaBHeHHs, HM

Tantan 240,063 Huodutt — 240,103

ITo pesyabraTaM (OTOMETPHPOBAHHS CHEKTPOB 00pas3loB cpaBHe-
HHUS CTPOSIT TPaAyHPOBOUHBIHl IpatUK B KOOpIAHHATAX

It
lg—2-—1gC,
[Nb
rae 1g€C — Jorapugm MaccoBoil KOJH ONpelelsieMoro sjJeMeHTa B 06—
pasue cpaBHEHHS;
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ITa

lg — JdorapudM OTHOCHTEJbHOH HHTEHCHBHOCTH aHaJUTHYE-

Nb
CKOH JINHHH H JIHHHH CPaBHEHHS],

MaccoBylo m0JI0 TaHTana B obpasue HHOOHS HAXOAAT MO pe3yJb-
TaTaM (OTOMETPHPOBAHHA CHEKTPOB IIPH NOMOILIH TI'PajyHPOBOYHOTO
rpaduka.

PasnHocTs HauGoJsiblllero H HauMeHbIIEro H3 pesyJbTaTOB Tpex Mna-
pajieJbHBIX oOnpepeseHHil He A0JKHA MNpeBbHIIATh 3HayeHHH abco-
JIIOTHBIX JONyCKaeMbIX PacXoXAeHu¥, VYKasaHHbIX B Taba. 3.

Tabauuma 3
. AbcomoTHoe monMycKaemoe
OnpoaeasieMblit 3/1eMeHT Macconas poast, % pacxoxpente, %
0,05 0,03
0,10 0,05
TauTan 0,20 0,10
0,60 0,20

52. [IpoBepKa NPaBUABHOCTH PE3yJAbTATOB

OanH H3 aHaau3upyeMhix 00pa3loB NpoBepsieMOH CepHH NepeBo-
OST B NATHOKHCH (cM. pasl. 4). K HaBecke NATHOKHCH HHOOHS Maccoil
0,5 r po6GasasoT HaBecKy Maccoil 0,5 r Broporo obpasiua CpaBHeHHS
(nna nepBoHauanbHO HaHJIeHHON MaccoBOH J0JiH TaHTaja B aHalu-
3upyemMoMm obpasite, pasuoil 0,25% nan MeHbliefi) HJIH HaBecKy mac-
coit 0,5 r nepBoro ofpaslia cpaBHeHHs (AJs MaccoBOH J0JH TaHTaljd
B aHagausupyemom obpasue 0,25—0,8%). CMech TIaTeIBHO lEpPeTH-
pamT B MJEKCHIVIACOBOH CTyMKe MOJA CJA0EM CIOHPTA (pacxol clupra
Ha OAHYy onepauuio 3 cM?®), BHICYIUHBAIOT NOJ HH(MPaKpacHOH JaMrmoi
H aHaJH3HPYIOT nmo pasia. 4 u 5.

Ananuswl npaBuJbHBle, ecal AJs nepBoii cMecH obpasuna u x06as-
KH, 32 BbIUETOM MNOJOBHHBI NepBOHAUAIBHO HallAeNIIOil MaccoBol nA0-
Ju B obpasue, noayusedo (0,25+0,1) %, a nasa Btopo#r cvecu (0,5+
+0,14) % wranrana.

Ecau pe3yabTaTe! BHIXOAAIT 3a yKa3aHliple Npejesbl, TO KOHTPOJb
NpaBHJBHOCTH DPe3yJbTATOB AHAJH30B IOBTOPHAIOT, YBeJHUMBAs 4YHC-
JIO NapajuiesbHbIX onpenejieHuii po wectu. [loayuennble cpefHHe
3HAYeHHs] JOJKHB ObITh Aasi nepsoit cmecu (0,25+0,07) %, nas BTo-
poit cmecu — (0,5=0,1) %.
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