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Niobium. Methods for the determination
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B3amen
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MocraHoBneHwem TocypapcreeHHoro komurera CCCP no craHpapram ot 30 mas
1979 r. No 1968 cpok geiicTBMS ycTaHOBReH

¢ 01.07, 1980 r.
po 01.07. 1985 r.

HecobBniogenue craHpapra npecnepyetcsa No 3aKoHY

Hacrosmuit crampapr ycranaBanBaeT GOTOMETPHYECKHH METOJ

(or 0,004 mo 0,04%) u cmexTpajbHBI MeTOX oNpene/eHuss MONHOIe-
Ha (ot 0,002 no 0,05%).

1. OBLUME TPEEOBAHMA

1.1. O6wnre TpebGoBaHua K MetoaaMm aHanausa — no ['OCT
18385.0—79.

2. ®OTOMETPHYECKMHA METO[L, ONPEQENEHMA MONMBAEHA
[(npu maccoeol pgone or 0,004 go 0,04%)

Mertoa ocHoBaH Ha pasjioKeHHH ofpasua chnjiaBieHHeM HaBECKH
C THAPOOKHCBHIO HaTpHf, OTAeNeHHH MoJHOIeHa OT OCHOBBI 006pabort-
KOH TiaBa BOJOH 3KCTPAKUHH KOMIIJIEKCHOTO COEHHHEeHH: MoJubie-
Ha C JIUTHOJIOM aMHJaueTaToM (HJH XJopohopMOM) M H3IMEpEeHHH
ONTHYECKOH MJIOTHOCTH 3KCTPaKTa.

Maccosyo nonio Monubiera H Boib(paMa MOMKHO ONpefensiTh
M3 Pa3HbIX AJHKBOTHHIX YacTeH OJHOrO PacTBOpa NPOGHL.

21. Annapartypa, peaKTHBH H PacTBOPH

®doroanexkrporonopumerp OIK-60.

[Teyr mydenpras c TepMopery/asTopom Ha TeMmmnepatypy 800—
850°C.

THTIH HHKeeBHIE,

Moaub6aeHa TPeXoKuCh, X. 4.

Hartpus rugpookucs mo 'OCT 4328—77, x. 4.

Kucnora consinasa mo 'OCT 3118—77, x.u.

Hipanme ofruHanbHoe Nepeneuarka socnpeuieHa
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Crp. 2 TOCT 18385.3—79

Cnupr 3THAOBHIE peKkTHOHKOBaHHHE Texuuueckuit no ['OCT
18300—72.

Muxpoboperxa. )

Cycnensns uunk-gutHona: 0,1 r uHHK-ZHTHONA pacTHpaioT B dap-
¢dopoBofi cTymKe ¢ MHHMMAJbHEIM KOJHYeCTBOM CHHpTa H pasbasnd-
10T TeM e cnuproM g0 25 ma. Ilepen npHMeHeHHEM CYCNEH3HIO
B36aNTHIBALOT.

Ilnnerka c mopurseM.

Amunauerar, x. 4.

Xoopodopm.

Bonopoaa nepekich no I'OCT 10929—76, x.4., 15%-ubiii pac-
TBOP.

AmmMuak soguniit no TOCT 3760—64, x. u.

22 IloaroToBKa K aHaxlusy

2.2.1. [lpuzorosaenue crandaprroeo pacreopa moaublena u pac-
rgopa A

Cranpgaptheit pacreop 0,1 r moanbaena, cojepKaunii He MmeHee
99,59, mosauGaeHa, pacTBopsAlT B 159%-HOM pacTBOpe NepPeKHCH BO-
Iopoja, NMPUIKHBAKT H3GHITOK aMMHaKa, PacTBOpP KHUATAT Ao ofec-
LBEUNBaHHSA H YAaJeHHsi nepekucH Bojopofa. IlonyuenHwlii pacTsop
NepeBoJAT B MEPHYI Koja0y BMeCTHMOCTbIO 1 Ji, pa3baBasioT BoIo#H
00 METKH H TepeMelinBalorT.

1 M1 cranpapTHoro pacrBopa cogepxut 0,1 Mr moan6aeHa.

Pacreop A. 10 mMa cTrangapTHOro pacTBopa NOMEWIAIOT B MEPHYIO
kKon6Gy BMecTHMocThio 100 Ma, NOBOAAT 006BeM BOINOH 10 METKH.

1 ma pacrteopa A comepxut 0,01 Mr moaubiena.

2.2.2. B crakann BMmectHMocTeio 50 Ma  mpuauBator 0,30; 0,50;
0,70; 1,0; 1,5; 2,0 u 3,0 mMa pactBopa A, noauBawT BOmoi 1o 15 ma,
sareM npubasasior 15 ma consHoH Kucaotsl M mepeMmewnsaimT. Jo-
6aBaAIOT 2 MJ CYCIIeH3HH UHHK-IHTHOJAA M OCTaBJsOT Ha 15 Mmun,
nepeMellnBas. PacTBOPH NePeBOAST B IEJIUTENbHYI0 BOPOHKY BMe-
ctiMocTeio 50 MJ, TPHJAHBAIOT H3 MHKPOOIOPETKH HJH IIHIETKH C
nopwHeM 5 Ma amujanerata (manm xjgopodopma), B3GaaThiBaloT
1 MHH ¥ nocjie paccnaHBaHug ¢a3 BOAHYIO ¢asy orGpaceiBaloT.

ITonyueHnble 3KCTPAKTH MOCJAEIOBATENbHO MHepeBOIAT B CYXYiO
KIoBeTy (hOTO3JEKTPOKOJIOPHMETPA C TOJUIMHOH TOTJIOUIAKUIEr0 CBET
cnost 3—10 mM, a npu macce MoauOieHa B pacTeope Gonee 14 mMKkr—
B KIOBETY C TOJNIIHHOA norjowarwoulero cset ciaos 3—5 M. IToxpsl-
BAKOT KIOBETY KDHIIIKOH, Aal0T 3KCTPAKTY OTCTOATHCA OT NY3LIPLKOB
M HM3MEpSIOT ONTHYECKVIO MUIOTHOCTb KaKAOro 3KCTPaKTa Kak ykasa-
o B FOCT 13835.079 npu gauue Bosnubl 660 M co cBeTOQHIALTPOM
Ne 6. B kauecTBe HyJ€BOro pacTBOpa NPHMEHAIOT BOLY.

23. [lpoBefeHne ananausa

0,3—0,5 r cTpyxkH HHOOHA (nmpH MaccoBoil doje MoaubieHa 1o
0,02% 6Gepyr 0,5 r, ceuie 0,02% — 0,3 r) momemalT B HHKeJeBhIi
THreJb, TjJe NpPeiBapHTEJbHO pacmmaeied 1 r rHAPOOKHCH HATpHA,
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rOCT 18385.3—79 Crp. 3

no6asafior eile 3 I T'HAPOOKHCH HAaTpHA, MOMEW AT THIelb B XO-
AoAHBR Mydenb, LOBOART TeMuepatypy no 800—850°C u cnnamaswoT
A0 TOAYYeHH: OJHOPOZHOTO IJ1aBa. THresb € PacmiaBoOM OXJaXKaa-
10T H obpabartniBalor 60 My BOAH B CTaKaHe BMeCTHMOCTbIO 150—
200 MJT MpH KHIOSTYEHHH.

ITocne oxnaxIeHHs pPAacTBOP € OCAJAKOM MePeBOMST B MEPHYIO
Kon6y BmectumocTbio 100 ma, pasbaBadiorT BOAOH N0 MeTKH, Tuia-
TeJbHO MepeMellHBaloT W OCTABJAAIOT AJs OTCTaWBaHHs ocagka. Or-
6upator 10—15 msi mpo3pauHOro pacrBopa B CTaKaH BMECTHMOCTBIO
50—70 ma, pas6GabaswT Bojoft mo 15 muj, mpuauBaloT 15 ma coas-
HOH KHCJIOTH, IepeMellHBAlOT, NPHAHBAIOT 2 MJ CYCNEH3UH IMHK-
AHTHONIA W OCTaBaAloT Ha 15 muH, nmepemewnBas. PacrtBop nepe-
BOAAT B AEJHTENbLHYH BOPOHKY BMECTHMOCTBIO 50 M, MPHANBALT
H3 MHKPOGIODETKH HJH NHNOeTKOH ¢ mopIIHeM 5 MJ aMmiauerara
(uny 'xaopodopma), HCMOABIYIOT TOT IKCTPATEHT, KOTOPLUH NPUMEHSI-
CA NP TNPHTOTOBJEHHM PACTBOPOB CPaBHEHHS, W B30ANTHIBAKT 1 MuH.
Tocse pacchioedus BoAHYio a3y oT6pacHBAIOT, a IKCTPAKT NEPERO-
AT B CyXYIl0 KIOBeTY M H3MepsAioT €ro ONTHYECKYI IJIOTHOCTh
(m. 2.2.2).

OnHOBPEMEHHO € aHaIM30M B TeX JKe YCJOBHAX NPOBOAAT HBa
napa/jieNbHEIX KOHTPONBHHEIX OmbITa. OnTHYecKas TNJAOTHOCTb Pact-
BOpPa KOHTPOJBHOTO ONHITa pe Aosxua npeswmwats 0,01. M3 smnaue-
HHS  ONTHYECKOH IJIOTHOCTM AHAJM3HPYEMOTO PpacTBOPa BHYHTAIOT
cpenHee 3HayeHHe ONTHYECKOH TJIOTHOCTH PACTBOPAa KOHTPOJIBLHOIO
OTBITA.

Maccy MmosuGaesa B pacTBope HaxoAsAT MO [PAAYHPOBOYHOMY
rpagHKy.

24. O6paboTKa peaynbTaTOB

2.4.1. Maccosylo jaomio MonuGuena B mpobe (X) B npouedrax
BHIYHUCAAOT 10 Gopmyse

___m-100-100
© m,-V-1000-1000"

rae m — macca monubGaeHa, Halfiiennast 1o rpajyHpOBOYHOMY rpa-
hHKY, MKT;
V — oObeM aaHKBOTHOI YacTH, MJ;
m; — Macca HaBecKH, T,

PasHocTh pesy/nbTaTOB NBYX NapajienbHblX onpefesneHHii u pe-
3y/MLTATOB IBYX aHa/H30B He JOJIKHA NpeBblIaTh BEJHYHH abco-
JIOTHBIX JQOTyCKaeMBIX pacxoxAeHHl, yKa3aHHEIX B Tabu. 1.

2.4.2. Ilposepra npasursHOCTU pe3yrsTaTos

[TpaBuABHOCTD Pe3YJbTATOB aHAJH3a KOHTPOJHPYIOT METOIOM
no6aBoK. B TpH HHKeMeBEIX THIAS NMOMeWAalOT no 1 MJ OCHOBHOTO
pactBopa cpasHerus (mo 0,1 Mr mosuGaeHa) ® BHMIAPHBAIOT AOCYyXa
NpH OCTOPOMKEOM HarpeBaHud. B kamawit THrens n06aBisorT mo 1 r
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Tabauua l

AGcomoTHble ponyckaemble

Maccopas goas moauGlexa, % PacXOXKICHHR, %

0,004 0,001
0,01 0,002
0,02 0,003
0,04 0,005

THADOOKHCH HaTpHsi, HarpeeawT A0 pacmjaBieHus u BBoZAT 0,5 r
HuoOHsA, wMaccoBag JosiA MoaubGaeHAa B KOTOPOM YCTAaHOBJIEHA IO
mn. 2.3; 2,4, u cocrasasier okoqo 0,02%. JoGaBagioT B THLAM 1o 3 T
THJIPOOKHCH HAaTpHd, NOMeLalnT B Mydenb H jAajlee aHaNH3HPYIOT IO
. 2.3; 2.4.

3a pesyabrar aHann3a ofpasua ¢ no06aBKOH NPUHHMAIOT CpefHee
apudMeTHUECKOe M3 TOJYUYEHHBIX TPeX pe3yJbTaToB eIHHHYHBIX Ofl-
pedencuuit. HalinenHoe 3HaueHue A0GaBKH — Pa3HOCTb MeXAy pe-
3yabTaTOM aHaju3a ofpasna ¢ Ao6aBKo#l U IepBOHAYAJbHO MOJYUEH-
HBIM De3yJbTaToOM aHaji3a Toro e obGpasua 6e3 go6GaBKH — HOJK-
Ho OBITb B mpexenax 0,02+0,0025%.

Ecau ke uafifeHHoe 3HAaueHHe A0O0ABKH BBIXOJHUT 3a yKa3aHHEIe
npefesibl, TO KOHTPOJIb NPAaBHJIBLHOCTH Pe3ysabTaTOB MNOBTOPAIOT, YyBe-
JHYHBAA YHCJO HAaBeCOK M0 INecTH H MoJjydyas pes3yJabTaT aHaausa
o6pasua ¢ mobaBkoH Kak cpejHee apHMeTHUECKOe H3 IMIECTH pe-
3yJbTAaTOB eIHHHUHBIX onpefesneHuii. HaliieHHoe mpu 3TOM 3HaueHHe
106aBKH 10/KHO GbiTh B mpemenax 0,02+0,0021%.

3. CNEKTPANIbBHbLIA METOJ ONPERENEHUA MONMBLEHA
fnpn maccosoit pone ot 0,002 po 0,05%])

MeTto1 OCHOBaH Ha 3aBHCHMOCTH MHTEHCHBHOCTH CIIEKTPajbHOM
JHHHH MOJHOJeHa OT ero MaccoBoil Aoa# B ofpasie HHOOHS NPH BO3-
OYy:KIeHHUs ClleKTpa B Jyre NOCTOSHHOTO TOKA.

3.1. Anmapartypa, MaTepHaJb H pPeakKTHBH

Crextporpad audpakuuonnsii JPC-13 ¢ pemerkoir 1200 wrp/mm
(KOMIJIeKTHAsl yCTaHOBKA C YHHMBEPCA/JbHBEIM IITATHBOM H C TPEXJHH-
30BbIM KOH/IEHCOPOM).

Hcrounwk nocrosinnoro Toka, obecneydBalOlIHH HanpsKeHHe Ke
mernee 260 B u cuay toka 20 A,

[Teur wmydenbHast ¢ TepmoperyaatTopom Ha Ttemmepatypy 800—
850°C.

Muxkpodoromerp M®P-2 unu ananoruyseli emy npubop.

Yawkn niaTHHOBBIE, KBapleBble HJIH alyHIOBHIE.

Becnl amanutHueckne.

Becer topcuonnsie THna BT-500 HaH aHagoruysHoro THna.

ITpucnocoGaenne 175 3aTOYKH rpadUTOBEHIX 3JeKTPOAOB.
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