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MEXTOCYJIAPCTBEUHHEBH CTAHIAPT

PEAKO3EMEJIBHBIE METAJLIBI 1 NX OKUCH

MeTox onpeaeneHus HUOOHS TOCT
23862.27—79

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

MKC 77.120.99
OKCTY 1709

IMocranoBaennem Tocynapcrsennoro komurera CCCP no crangaptam ot 19 okta6ps 1979 r. Ne 3989 narta BBeenus
YCTaHOBJIEHA

01.01.81
OrpandyeHre cpoka AedcTBHA CHATO N0 NPOTOKOdy Ne 7—95 MexXrocyJapCcTBEeHHOTO COBETA N0 CTAHAAPTH3ALMM,
metposorad U ceprudpukanun (MYC 11-95)

Hacrostmit craHmapT ycraHaBiuBaeT (POTOMETPUYECKIUI MeTO onpeneseHus: Huo6ust (ot 1 * 1073 %
go 1:1072 % ) B peoKxo3eMeIbHBIX METAUIAX M UX OKHMCSX, KPOME LIEpHS ¥ €TI0 ABYOKUCH.

Merton OCHOBaH Ha peakluy Huo6us ¢ nmupummiasopesopuntom (ITAP) B TapTpaTHOCOISHOKUCION
cpene 1ocie MpeaBapUTEILHOTO THAPOINTIIECKOTO BEIIEICHUS HUOOMS TAHHUHOM B IPUCYTCTBUU XeJla-
THUHEL

CopnepxaHne HUOOUST HAXOOST 110 IPpaaynpoBOYHOMY Ipaduky.

1. OBIIIUE TPEBOBAHUA
1.1. O6uue TpeboBaHus K Merony aHaausa — mo TOCT 23862.0—79.
2. AIITTAPATYPA, PEAKTHBBI 1 PACTBOPBI

®oroanexrpokonopumerp OOK-60 Wiy aHATOTMYHEINA IIPUOOD.

[Teus MydenpHasT ¢ TEPMOPETY/ISTOPOM, 0BECIIEYBAIOIIMM TeMIlepaTypy xo 800 °C.

ImnTka snexTpuueckas.

CrakaHBl BMECTUMOCTBIO 250 cM3.

Turau xBapleBsIe.

BropeTka BMECTUMOCTBIO 5 cM>.

Harpuii ceprOxucnii mpo o HTJI, pacTBop ¢ KoHUeHTpauuei 60 r/mv3.

AMMOHUHA BUHHOKUCIEN cpemamit o HTJI, pacTBopHl ¢ KoHueHTparmei 100 m 20 r/mm3.

Awmmuak BopHseIH 1o 'OCT 3760—79, pas6aBneHHblii 1 : 9.

Kucnora comsnaas no I'OCT 3118—77, pazbasmenHas 1 : 1.

Kucnora 6opnast o T'OCT 9656—75.

TaHHWH (CBETJIBIA), PACTBOPHI ¢ KOHUeHTpauueir 100 1 5 r/um3 B 1 %-Hoii CONSHON KUCIIOTE.

Kenaruna, pacTBop ¢ KoHUeHTpamuen 10 r/mv3.

4-(2-mmpunmnaso)-pesopuuH (ITAP) BoaHbIi pacTBop ¢ KoHueHTpauuei 1,5 r/am3. 0,15 r npenapara
TIIATEILHO PACTUPAIOT CTEKISAHHOM IIAIOYKOH B CTAKAHE € 2 CM? BONBI, PasbaBisioT Bomoi mo 50 cum3,
PacTBOP IIEPEBOIAT B MEPHYIO KOOy BMecTHMOCTEI0 100 cM? M JOBOMAT BOHOI HO METKH, IIPUTONEH K
YIIOTpeOIeHIO B TedeHne 1 Mmec.

Huobus naTtuoKiucs YucToToi He MeHee 99,5 %.

CraHgapTHBIA pacTBOp HMOOMS (3amacHoil), comepxammii 1 mr/cm® mEmobus: 0,143 r maruoxucu
HUOOK CIUIABJIAIOT ¢ 4 T TIMpocyibgara HaTpus. I11aB pacTBopsIoT IpM HarpesaHuu B 40 cm3 pacTBopa

W3nanue odunmanbHoE IlepeneyaTka BocmpeineHa
Hzoanue ¢ Uzmenenuem Ne 1, ymeepocdennovim 6 anpene 1985 . (UYC 7—85).
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BUHHOKMCTOro amMoHus (100 1/nm3) ¢ mobasnenmem 10 cm® ammuaxa (1 : 9). PacTBop nepeBomsaT B
MEpPHYIO KOy BMecTUMOCTEIO 100 cM3, MOBOmAT 06BEM 10 METKH BOZOM M IIEPEMEIIIBAIOT.

PacTBop HMO6Ms (pabounit), conepxamuii 10 MKr/cM3 HMOOUS, TOTOBAT B J€HDb YIIOTPEOISHUS pa3-
GaBJIEHMEM 3aIIACHOTO PACTBOPA PACTBOPOM BUHHOKHCIOro ammonus (20 r/om3) B 100 pas.

Pasg. 2. (M3smenennas penakmusa, Uzm. Ne 1).

3. IPOBEJEHUE AHAJIN3A

3.1. HaBecky anami3upyeMoro Mmeramia Maccod 0,5—2 1 (B 3aBUCHMOCTY OT COAEPXAaHUS HUOOUS)
IIOMEIIAIOT B CTakaH BMecTUMOCThIo 250 cM3, mpwmbator 2—3 cM® Bomer, 20 cM3 COMAHOI KUCIOTHL,
paszbaBieHHOM 1 : 1, U pacTBOPSIOT CHaYajla Ha XOJIOMY, a II0 OKOHYAHWM OYpHOI1 peakiiii yMepeHHO
HarpeBawT DO IIOJIHOTO pacTBOpeHUsI MeTauia. HaBecky aHanmsupyeMoli okuc P3M, cOOTBETCTBYIOIIYIO
0,5—2 T MeTaula, IOMEINAIOT B CTAKAH UM PACTBOPSIOT IIpM HarpesaHuy B 20 cM® CONSTHOI KHUCTIOTHI,
paszbasierHoli 1 : 1.

IToy4eHHBI pacTBOp pasbasismor zo 100 cM3 Bomoit, no6assmoT 0,1 T GOPHOIT KMCITOTHI, Harpepa-
10T 10 50 °C 1 nipu moMermBanuy IpwinBaoT 10 cM? pactsopa TarHMHA (100 r/mM3); cTakaH HAKPHIBAIOT
9aCOBLIM CTEKIIOM U KWIIATST pacTBOp ¢ TedeHme 20 MuH, mommepxusag obbeM 110 cm® mo6aieHuem
BomgsL ITocie oxaxaeHns npwinpaior 10 cM® pacTBopa XeJIaTHMHBI M PACTBOP C OCANKOM OCTABJIAIOT CTOSITh
He MeHee yeM Ha 4—35 4. Ocamok ¢uiabTpyroT depe3 GuisTp (6emas JeHTa) M IIPOMBIBAIOT XOJIOIHBIM
pacTtBopoM TaHHMHA (5 T/mM3). GUILTP ¢ 0CATKOM IIOMEIIAIOT B KBAPLEBLI TUT€/b, BHICYLIMBAIOT, O30JI-
0T, IpOKaMBaoT B MydenpHol neun rpu 800 °C, TomydeHHBIH 0CaloK CIVIABIISIOT € 2 T IIMPOCEPHOKNC-
JIOTO HATPUSL OO TOJIYIEHUS OMHOPOMTHOIO IUIABA.

o oxyraxxaeHny, TUIaB BhIIeIaunBaoT 20 cM> ropsdero pacTBopa BUHHOKMCTIOTo aMMoHus (100 r/om>)
¢ mobasnenneM 10 cm® amvuaka, pasz6asienHoro 1 : 9. Ox1akIeHHBIH PACTBOP NEPEBOIAT B MEPHYIO KONGY
BMecTUMOCTBIO 100 cM3, mOBOIAT 06BEM 0 METKM BOIOI M TIEPEMEIMBAIOT.

OT61MPAaIOT ATMKBOTHYIO YacTh PacTBopa 15 cM3, TIOMEIIAIoT B MEPHYIO KOJIGY BMECTUMOCTEIO 25 cM°;
HO6ABIAIOT 4 CM3 COAHON KUCIIOTEI, pas6asiennoii 1 : 1, 2 cM? pacrsopa [IAP, ToBOIAT M0 METKH BOXON
U iepeMeIInBaioT. Yepes 1 9 U3MEPSIOT ONTUICCKYIO IUIOTHOCTD PACTBOPOB Ha (DOTOIIEKTPOKOIOPUMETPE
upn Ay, 9 540 HM B KIOBETE € TOJIIMHOM TTOITIOIIAIOIIETO CBET €105 50 MM, 110 OTHOLIEHUIO K HYJIEBOMY
pactBopy. Maccy HMOGMS HaXOmsAT 110 rPagyupOBOYHOMY IpaduKy.

3.2. ITocTpoenne rpaxyupoBoYHOro rpathuka

B MepHBIe K0JIGBI BMECTUMOCTBIO 25 M3 BBOIST U3 MuKpo6ioperku 0,20; 0,30; 0,50; 1,0; 2,0; 3,0;
4,0 cM3 paBouero pactBopa HMo6us (comepxamniero 10 Mxr/cM> Huo6ms), Ho6assoT Ko 15 cm3 pactBopa
BUHHOKMCIOro aMmoHus (20 r/mm?), 4 cM3 pas6apiIeHHON COJISTHOM KUCIOTHIL, 2 ¢cM> pactsopa IIAP,
JOBOIAT IO METKHU PACTBOPOM IIMPOCEPHOKMUCIIOTO HATPYS U TIEPEMEINNBAIOT. B 0aHY 13 K0JI6 MIpMMBaoT
BCE PEaKTUBHI 3a UCKITIOUeHUEM HUOOUS (HyIeBoil pacTBop). M3MmepeHMsT IpoBOASIT yepe3 1 4, Kak yKa-
3aHO B I.3.1.

3.1—3.2. (i3mMeHennas penakmus, F3zm. No 1).

4. OBPABOTKA PE3YJIbTATOB

4.1. Maccosywo gomo HIo6us (X) B IPOIEHTAaX BEYUCIIIOT 10 hopMyme

my -3
X=——"10
1,5m ’
Ihe m; — Macca HHoOOus, HaliIeHHAs 110 IPagyMpOBOYHOMY IpauKy, MKT,
m — Macca HaBeCKM aHAJIM3UPYyeMOl IIpoOkl, T.
4.2. PacxoxmeHUS pe3yIbTaToB ABYX ITapaUIeIbHBIX OIIpeeeH WX Pe3yIbTATOB IBYX aHAIU30B He
JIOJDKHBI IIPEBBINIATD 3HAUEHUH JOIYCKASMBIX PACXOXKICHUHN, YKa3aHHDIX B TaOIMLIE.

Maccosas mons HuoGus, % JHomyckaemoe pacxoxuexue, %
1-1073 51074
1+1072 5-1073
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