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M EXTOCYA4APCTUBETHHBbB W CTAHAAPT

PEAKO3EMEJIbHbIE META//bI N X OKNCIK

MeTop onpeaeneHus H1o6us roCT
23862.27-79

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

MKC 77.120.99
OKCTY 1709

MocTtaHoBneHvem locygapctBeHHOro komuTeT CCCP no ctaHgapTam oT 19 okTa6ps 1979 r. No 3989 paTa BBefeHWs

yCTaHOB/EHa
01.01.81

OrpaHuyeHne CpoKa [eicTBMS CHATO HO mpoTokony Ne 7—95 MexXrocyaapcTBeHHOro coBeTa Mo CTaHAapTurauuu,
MeTponorun u ceptugukauum (MYC 11—95)

HacToswmin cTaHAapT ycTaHaB/IMBaeT (POTOMETPUYECKUIA MeTog onpegeneHns Huobums (ot 110 3%
00 122 % ) B peaKo3eMesibHbIX MeTa/lax U UX OKUCAX, KPOMe Liepust 1 ero 4BYOKMUCH.

MeTog OCHOBaH Ha peakuun HWO6Ms ¢ NupuaunnasopesopurHom (MAP) B TapTpPaTHOCONSHOKUCON
cpefe nocne nNpegBapuTeNbHONO FMAPONNTYECKOTO BbIAENEHUS HNOOWSA TaHHWUHOM B MPUCYTCTBUM XXena-
TUHbI.

CofepxxaHvie H10BUA HaXOAAT NO rpafyvpoBOYHOMY rpadinky.

1 OBWWME TPEBOBAHNA
11. O6wwme TpeboBaHMs K MeTogy aHanusa —no MOCT 23862.0—79.
2. All1IAPATYPA, PEAKTVBbBI 1 PACTBOPDI

doToanekTpokonopumeTp ®IK-60 1y aHanornyHbIi npréop.

Meyb MyhenbHas ¢ TepMoperynaTopom, obecreynBarowum TemnepaTypy go 800 “C.

MnnTKa anekTpruyeckas.

CraKaHbl BMECTUMOCTbIO 250 cMm3,

Turnm KeapLesble.

bropeTka BMECTUMOCTbIO 5 CcM3

HaTpwuii cepHokucnblid nvpo no HT/, pacTBop ¢ KOHUeHTpauueli 60 r/gm3.

AMMOHWIA BUHHOKUCABIA cpeaHnii mo HT/, pacTBopbl ¢ KOHUeHTpauwuein 100 u 20 r/gm3.

AnMMMnak BogHbIn no MTOCT 3760—79. pas6aBneHHbil | : 9.

Kucnota conaHas no FOCT 3118—77, pa36aBneHHas 1:1.

Kucnota 6opHas no FOCT 9656—75.

aHHWH (CBeTAbIN), pacTBOPbLI C KOHUeHTpauuein 100 n 5 r/gm3B 1 &-HOI CONSHOW KMcnoTe.

XenatnHa, pacTBop ¢ KoHUeHTpauueid 10 r/gm3.

4-(2-nnpugmnaso)-pesopunH (MAP) liofHbIi pacTBOp C KOHUeHTpauwven 1,5 r/gm3 0,15 r npenaparta
TLlaTeNIbHO PacTMpatoT CTEKMSAHHOM MaToYKoW B CTakaHe C 2 cM3 BOAbl, pa3daBnstoT BoAoM Ao 50 cm3,
pacTBOp MepeBOAAT B MepHYH Konby BMeCTMMOCTbIO 100 cmM3 1 40BOAAT BOAOW A0 METKW, MPUrOAeH K
ynoTpebneHunto B TeyeHne 1 Mec.

Hnobusa NATHOKUCL YACTOTON He MeHee 99.5 %.

CTaHAapTHbIA pacTBOpP HMOGUA (3amacHoit), cogepxawmii | mr/cm3 HMobus: 0,143 © nNaTUOKKCK
HMO6MS cnnaBnaloT ¢ 4 T nupocynbdarta HaTpus. MnaB pacTBOpsAT Npu HarpeBaHun B 40 cm3 pacTBopa

VmaHHe oumumanbHoe Mepeneyatka BocnpeLyeHa
/M aHwue ¢ ismeHeHvem Ne |, yTBep>KAeHHbIM B anpene 1985r. (MYC 7—85).
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FOCT 23862.27-79 C. 2

BUHHOKMCNOro ammoHmsa (100 r/gm3) ¢ go6asneHnem 10 cm3 ammuaka (I : 9). PacTtBop nepeBogsT B
MepHyt0 Konby BMecTMMOCTbio 100 cM3, 40BOAAT 06bEM A0 METKM BOAOIA W MepemeLLuBatoT.

PactBop HMo6usa (pabounin), cogepxawmnii 10 MKr/cm3 HUO6US, roToBAT BAEHb YNOTPeONeHNs pas-
6aB/IeHNEM 3anacHOro pacTeopa pacTBOPOM BMHHOKMCNOro aMMmoHus (20 r/gm3) B 100 pas.

Pa3g. 2. (M3meHeHHas pegakums, Mam. Ne 1).

3. MPOBEAEHVE AHATN3A

3.1. HaBecky aHanu3npyemoro metanna maccoin 0.5—2 r (B 3aBUCMMOCTM OT COAEPXKaHWST HNOOMS)
NMoMeLlalT B CTakaH BMeCTMMOCTbi0 250 cm3, npunmsatoT 2—3 cM3 noabl. 20 cM3 COMSHOW KMCNOTbI,
pas6aBneHHo 1 : 1, 1 pacTBOPAIOT CHayasa Ha X0/0fdy, a MO0 OKOHYaHUWM OYpHOW peakuuy yMepeHHO
HarpeBatoT 40 NOMHOro pacTBOpeHNs MeTaina. HaBecKy aHanuavpyemol okucu P3M, COOTBETCTBYIOLLYHO
0,5—2 r meTanna, MOMeLLAOT B CTakaH M PacTBOPAIOT Mpu HarpeBaHun B 20 CM3 COMSHON KMCOThI,
pas6aBneHHoi 1:1.

MonyyeHHbIn pacTBOp pa3daensatoT 4o 100 cm3 Bogoii, gobasnatoT 0,1 r 60PHOIA KMCNOTbI, Harpesa-
toT o 50 °C v npu nomelwmsanun npunmsatoT 10 cm3 pacTBopa TaHHMHA (100 r/gm3); cTakaH HakpbIBaOT
4acOBbIM CTEK/NOM W KUMNATAT pacTBOp C TeueHne 20 MuH, nofgepxmsas o6bem 110 cm3 fobasneHVEM
BoAbl. Nocne oxnaxaeHns npuamnsatoT 10 cmM3pacTBopa »enaTuHbI 1 PacTBOpP C 0CaAKOM OCTaBNAOT CTOATH
He MeHee yeM Ha 4—5 4. Ocafok unbTpyHOT Yepe3 punbTp (6enas neHTa) U MPOMbIBAKOT XONOAHLIM
pacTtBopoM TaHHUHa (5 r/gm3). DUAbLTP C 0CAAKOM MOMELLAIOT B KBapLEBbIV TUrefb, BbICYLLUMBAOT, 030/15-
10T, MPOKanMBatoT B MyhenbHon neun npu 800 ‘C, NoayyeHHbI 0cafokK CAIaBASIOT C 2 I MMPOCEPMOKNC-
NOro HaTpWs 40 NOJTyYeHUs O4HOPOAHOrO Masa.

Mo oxnaxaeHun, rnnas BbllenaymsatoT 20 cM3ropsayero pacTeopa BUHHOKMCI0ro aMmoHus (100 r/gm3)
¢ go6asneHnem 10 cm3ammuaka, pa3baBneHHOro 1; 9. OxnaxAeHHbI pacTBOP NEPEBOAAT B MEPHYHO K06y
BMeCTMMOCTbi0 100 cM3 J0BOAAT 06bEM 40 METKM BOAOI U MepemeLLnBatoT.

OT6MpaloT aMKBOTHYH YacTb pacTBopa 15cM3, MoMeLatoT B MEPHYH) KOy BMECTUMOCTbIO 25 CM3;
[06aBnAOT 4 CM3CONAHON KMCIOThI, pa3baBneHHon 1:1,2 cm3pacteopa MAP. 4oBOAAT 4O METKM BOAOIA
1 nepemeLlLmnBatoT. Yepes | 4 n3mMepsatoT ONTUYECKYH NNOTHOCTb PACTBOPOB Ha POTO3NIEKTPOKONOPUMETPE
npu Atas q 540 HM B KHOBETE C TO/LLMHON MOrNOWALLEro cBeT cnosi 50 MM. MO OTHOLLIEHUIO K HY/IEBOMY
pactBopy. Maccy HMO6Ma HaxoaaT Mo rpafyrpoBOYHOMY rpaduKy.

3.2. TocTpoeHre rpafyvpoBOYHONO rpagmka

B mepHble Konbbl BMECTUMOCTBIO 25 cM3 BBOAAT M3 MuKpobiopeTkn 0.20; 0,30; 0,50; 1,0; 2,0; 3,0;
4.0 cm3pabouero pacteopa HMobus (copepxkawiero 10 mkr/cm3Hnobus), gobasnaoTao 15 cm3 pacTeopa
BMHHOKMCNOro ammoHusa (20 r/gm3), 4 cm3 pasbaBneHHol consiHol KucnoTel, 2 cm3 pacTeopa MAP,
[OBOAAT O METKU PacTBOPOM MHPOCEPHOKHC/IONO HaTPMSA 1 NepeMelLnBatoT. B ogHy 13 Konb npuamsatoT
BCE PeaKTMBbI 3a UCKMOYEHMEM HMo6us (HyneBoi pacTeop). V3mepeHns npoBoAAaT yepes | 4. Kak yKa-
3aHo B n.3.1.

3.1—3.2. (U3meHeHHas pefakuus, M3m. Ne 1).

4. OBPABOTKA PE3YJ/IbTATOB

4.1. MaccoByto 400 HMobus (T) B NpOLIEHTaX BbIYMCASKOT NO opmye

15m
roe /n, — macca HMo6UA, HailieHHas No rpagynpoBOYHOMY rpagnKy, MKT;
T — Macca HaBeCcKW aHanu3upyemoi npoobl, T.
4.2. PacxoxaeHns pe3ynbTaToB ABYX NapasiienbHbIX ONpeAeneHnii N pesybTaToB BYX aHaNN30B He
[OMKHbI NPEBbILLATh 3HAYEHWI LONYCKAEMbIX PACXOX/IEHWUIA, YKa3aHHbIX B Tabnuue.

Maccosas fons Hno6ua. « Jonyckaemoe pacxoxXpieHue. s
1« KI3 5104
leKr2 5+10-3
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