I'pynna B59

MEXTOC CYITIAPCTBEHUHTU BN CTAHIAPT

PEAKO3SEMEJBHBIE METAJIJIBI 1 UX OKHUCHU

Merton onpeneieHus HIOOUS I'oCT
23862.27—79

Rare-earth metals and their oxides.
Method of determination of niobium

MKC 77.120.99
OKCTY 1709

ITocTranoBaeaunem I'ocynapcTBennoro komurera CCCP nmo crasgapram ot 19 oktadpa 1979 r. Ne 3989 nara BBenenusn

YCTAHOBJIEHA
01.01.81

OrpanvyeHre CpoKa AEMCTBUA CHATO N0 OPOoTOKOAY Ne 7—95 MeXrocygapCTBEHHOr0 COBETA MO CTAHIAPTH3ALMH,
meTpoaorud u ceprudukamuu (MYC 11-95)

Hacrogimii ctaHmapT yeraHasansaeT hoToMETPUYECKA MEeTO olpeneieHns Huobus (or 1+ 1073 %
10 11072 % ) B peaKO3eMEIbHBIX METAIUIAX U UX OKUCIX, KPOME LIEPUS U €TI0 ABYOKUCH.

MeTon 0oCHOBaH Ha peakiMy Huobus ¢ nupumaiaszope3opuaoM (IIAP) B TapTpaTHOCOISHOKMICIION
Cpele I10CIIE IIPEABAPUTEIILHOTO TUAPOINTUYECKOTO BBIACICHUI HUOOMSI TAHHUHOM B IIPUCYTCTBUU KEJ1a-

TUHBL.
ConepxaHue HUOOUS HAXOIAT 110 I'PagLyupoOBOUYHOMY IpaduKy.

1. ObIIIME TPEBOBAHUA

1.1. Obmmue tpedboBanus K Metony aHaimnsa — 110 ['OCT 23862.0—79.

2. AIIITAPATYPA, PEAKTHUBbBI U PACTBOPbDI

DotosnexTpokoiropumerp POK-60 mi1m aHaIOTUYHBIN IIPUOOD.

[leur MmydesrpbHaAg ¢ TEPMOPETYIATOPOM, ODeCcIIeUnBaOnIUM TeMIepatypy xo 800 “C.

[ tnTka sinexrpuyeckas.

CrakaHbl BMECTUMOCTEIO 250 cM?.

TUrm xBaplieBLI€E.

BropeTka BMECTUMOCTBIO 5 cM>.

Harpuit cepHokucioii nupo 110 HT, pactBop ¢ koHUeHTpauueit 60 r/om>.

AMMOHUI BUHHOKMCILIA cpexauii mo HTI, pactBopsl ¢ KoHUeHTpauumeit 100 u 20 r/om°.

Ammunak Boaubii 1o ['OCT 3760—79, pasbasiaenusniii 1 : 9.

Kucinora congaag o 1'OCT 3118—77, paszoasienHaqa 1 : 1.

Kuciora 6oprag mo 'OCT 9656—75.

TanHuH (cBeTibIA), pacTBOPLI ¢ KOHLeHTpaunei 100 u 5 r/am° B 1 %-HOM CONSHON KUACIIOTE.

XKenaruna, pactsop ¢ KoHueHTpauuein 10 r/om>.

4-(2-tmpuaniaso)-pesopumH (ITAP) BomHBINM pacTBOp ¢ KOHLIeHTpauumei 1,5 r/om>. 0,15 r ipenapara
TIATEJIBHO PACTUPAIOT CTEKIISHHOW TIAJIOYKOM B CTAKAHE C 2 CM° BOIbBI, pa3baBisgooT Bomoin mno 50 oM,
PACTBOP NEPEBOMAT B MEPHYIO KOJIOY BMecTUMOCTBIO 100 ¢M? M HOBOHAT BOLOM IO METKU, ITPUTOLEH K
VIIOTPEOJIECHUIO B TedyeHue 1 Mmec.

Huobusa ngrtnokncs uyuctoTon He MeHee 99.5 %.

Cra”HmapTHBIA pacTBOP HMOOMA (3amacHoi), comepxammii 1 mr/cm? Huobus: 0,143 r ngruoxucu
HUOOWS CIDIABIAIOT ¢ 4 T tmpocyiabdara HaTpus. [11aB pacTBOpSAIOT IIpy HarpeBanuu B 40 cm® pacTsBopa

HN3nanMe opuIEaAIbHOE IlepeneyaTka BOCHpeEmeHA
H3z0anue ¢ Usmenenuem Ne 1, ymeepocoennoim 6 anpene 1985 e. (HYC 7—&5).
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BUHHOKMCIOro ammoHusa (100 r/om?) ¢ mobasinenueM 10 cm? ammmaka (1 : 9). PactBop niepeBomdr B
MEPHVIO KOJIOY BMECTUMOCTEIO 100 cM>, HOBOIIT OOBEM 0 METKM BOHOU W TIEPEMEIINBAIOT.

PactBop HMoOud (padounii), comepxawwuii 10 Mkr/cmM? HUOOUS, TOTOBAT B I€HDL VIIOTPEOIEHUS Pa3-
GaBJIEHUEM 3aIIACHOTO PACTBOPA PACTBOPOM BUHHOKUCIOTO aMmMoHud (20 1/mm>) B 100 pas.

Pazn. 2. (M3menennan penaknusg, Msm. Ne 1).

3. IPOBEJIEHVE AHAJIN3A

3.1. HaBecky anamsupyemoro Merayuia maccon 0,5—2 r (B 3aBUCUMOCTHA OT COIEPKAaHUSI HUOOUS)
[TOMEIIAIOT B CTAKAH BMECTUMOCTBIO 250 cM?, mpwmBaooTr 2—3 cM® Bombl, 20 ¢M’ COJSTHON KUCIIOTHL,
pazoasiaeHHOM 1 : 1, 1 pacTBOPSIOT CHAvasla Ha XOJIOLY, a II0 OKOHYAHUHM OYPHOM DPEaKU YMEPEHHO
HarpeBarwT A0 IIOJIHOTO PacTBOPeHMUA MeTasuta. HaBecky aHamsupyeMon okucu P3M, COOTBETCTBYIOILYIO
0,5—2 r MeTaUa, NOMEIIAIOT B CTAKAH U PACTBOPSIOT IPU HarpeBaHud B 20 CM® COJISHON KWCIJIOTHI,
pazoasieHHoM 1 : 1.

[TonyaeHHBIN pacTBOP pasbasistor no 100 cM? Bomoii, no6asnsor 0,1 T GOPHOM KUCIOTHI, HATPEBA-
10T 10 50 °C u npu nomewmmpanuu npwimsaior 10 em? pacrsopa tTaHauHa (100 1/1M°); cTaKaH HAKPLIBAIOT
JACOBBIM CTEKJIOM M KMIISITAT pacTBop ¢ TedueHue 20 MuH, niommepxuBag oobeM 110 cm® mobasieHUEM
BoIbl. [Tocie oxotaxaeHns npuinsatoT 10 cM? pacTBOpa XKeJIaTUHBI U PACTBOP C OCATKOM OCTABIISTIOT CTOSTE
He MeHee 4eM Ha 4—35 4. Ocagok PuiIbTpyroT depe3 PuibTp (0easd JIeHTa) U IPOMBIBAIOT XOJIOIHBIM
pacTBOpOM TaHHMHA (5 1/1M7). @WILTP € 0CALKOM TIOMEILAIOT B KBAPLIEBLIN TUTEIb, BLICYILIMBAIOT, O30JI-
10T, IIPOKAJIMBAIOT B My(desrbHON 11eun npu 800 “C, 11orydeHHBINM 0CaJgOK CIUIABIISIOT C 2 T IIMPOCEPHOKIC -
JIOTO HATPUA O IIOJIYUYCHUSI OJHOPOIHOTO IUIABA.

[To oxutaxmeHny, 1TU1aB BhileaadnBaioT 20 cM? ropguero pactsopa BUHHOKUCITOro amMmonud (100 r/mm?)
¢ nobasnennem 10 cM”® ammuaka, pasdasiaeHHoro 1 : 9. OXIaXIeHHDBIA PACTBOD NIEPEBOIAT B MEPHYIO KOJIOY
BMECTUMOCTBI0 100 cM>, TOBOIAT 0OBEM 10 METKM BOAOW M TIEPEMEILIMBAIOT.

OTOMPAIOT ATMKBOTHYIO YACTh PACTBOPA 15 cM?, IOMEIIAIOT B MEPHYIO KOJIOY BMECTUMOCTBIO 25 cM>:
NOBABISIOT 4 CM° COJISTHOU KMCIIOTEL, pa3basnenHoit 1 : 1, 2 cm? pacrsopa [TAP, 1oBOIAT 10 METKM BOLOU
1 IepeMelIBaoT. Yepes 1 94 U3MepSIOT OITUYECKYIO IDIOTHOCTD PACTBOPOB Ha (POTORIIEKTPOKOIOPUMETPE
npu A_... g 540 HM B KIOBETE ¢ TOJIIIMHON ITOTJIOIIAIOIIETO CBET CI0 S0 MM, 110 OTHOILEHHUIO K HYJIEBOMY
pacTBOpy. Maccy HUODHUS HAXOOT 110 TPaLyupPOBOYHOMY IpadpuKy.

3.2. IlocTpoenue rpaayupoBoYHOro rpaguka

B MepHBIE KOJIOBI BMECTUMOCTBIO 25 ¢M? BBOIAT U3 Mukpodoperku 0,20: 0,30: 0,50; 1,0; 2,0: 3.0:
4,0 cMm? pabouero pactBopa HUoOud (comepxaiero 10 Mkr/cM? Huoous), 1odasiag0T 10 15 cm? pacTBopa
BUHHOKUCIOrO amMmMoHud (20 r/mM?3), 4 cM’ pasbaBiIeHHON COJISHON KUACIOTHI, 2 ¢M> pactBopa [1AP,
JTOBOIAT IO METKHM PACTBOPOM ITUPOCEPHOKUCIIOTO HATPUA U IIEPEMEINIMBAIOT. B OIHY U3 KO0 IIPUINBAIOT
BCE PEAKTHUBEI 34 UCKJIIUYEHNEM HMOOUA (HYJIEBOM pacTBOD). U3MepeHMa mpoBoadT yepe3 1 4, KakK yKa-
3aHO B I1.3.1.

3.1—3.2. (U3menennasa penakuusa, M3sm. Ne 1).

4. ObPABOTKA PE3YJIIbTATOB

4.1. MaccosByro oo Hnobus (X) B IIPOLIEHTAX BbIYUCIILIOT 110 (POpMYIIE

1y
1,5m

roe m; — Macca HUOOUs, HalIeHHas 110 IPagyrupoOBOYHOMY Ipa)uKy, MK,
M — MAacca HaBECKM aHAJIN3UPYEMOU IIPOOBI, T.
4.2. PacxoxaeHMs pe3yIbTaToOB ABYX ITapa/UIC/IbHBIX OIIPEACIICHUN WIN PE3YJIbTATOB JABYX AHAJIM30B HE
ITOJDKHBI IIPEBBIIATh 3HAYCHUI HOITYCKACMbBIX PACXOXKICHUI, YKA3AHHBIX B TAOJIUILIE.

X = 1077,

MaccoBag nonga Huodousa, % JonyckaeMoe pacxoxXiaeHue, %
1103 5104
1+« 102 51073
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