I'pynna B39

MEXTOCYTAPCTBETHHEB A CTAHJOAPT

PEJKO3EMEJIBHBIE METAJLIBI 1 X OKUCH

MeTosn onpe/elenns HHOGUS TOCT
23862.27—79

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

MKC 77.120.99
OKCTYV 1709

THocranonnennem ocynapersennoro komurera CCCP no eranaapram ot 19 okraGpa 1979 r. Ne 3989 para seenenns
YCTAHOBJIEHA

01.01.81
OrpannueHne CpoKa JEHCTEMS CHATO N0 NpPOTOKoay Ne 7—95 MemkrocyaapcrBEHHOIO COBETA N0 CTAHJAPTHIALMM,
meTpoaoruu u ceprudukanun (MYC 11—95)

Hacroammii crangapT ycTaHABAHBACT (hOTOMCTPHUCCKHIL METOI OIpeacacHHA HHodud (or 1 - 1073 %
no 1+1072 % ) B penko3eMeNbHBIX METAUIAX U MX OKHACAX, KPOME LIEPHT H €70 JBYOKHCH.

Meron ocHOBaH Ha peakiiny HHOOHA ¢ THpHAAAazope3opaHHoM (IIAP) B TapTpaTHOCOMTHOKHCTOH
Ccpene Mocne IpeaBapuTeNbHOI0 THIPOIHTHYECKOTO BEIISACHUS HHOOHT TAaHHHHOM B NPHCYTCTBHH JKena-
THHEL.

CopepxaHre HHOONI HAXOOAT MO TPATYHPOBOUYHOMY TpadHKy.

1. OBIIINE TPEBOBAHHA
1.1. O6nmme TpeboBadng K MeTony aHanu3a — mo I'OCT 23862.0—79.
2. ATITIAPATYPA, PEAKTHUBBI 1 PACTBOPBI

MorosnexTpokonopumerp @HK-60 wiM aHanoruaHbIi Ipudop.

Tleur MydenbHad ¢ TEPMOPETYIITOPOM, 0OECIIEIUBAIOITNM TeMieparypy do 800 °C.

IInuTRa SMeKkTpHYecKad.

CrakaHbl BMECTHMOCTBIO 250 cMm?.

Turan KpapHeBhIc.

Broperka BMECTHMOCTBIO 5 eM?.

Harpuit ceprokucasiii miupo no HT/I, pacteop ¢ KoHIeHTpamei 60 r/mv>.

AMMOHWA BHHHOKHMCILIA cpennmii o HTJI, pactBopsl ¢ koHnenTparnuei 100 1 20 1/mv>.

AmmMuak BogHEI Mo TOCT 3760—79, paz6asneHHw# 1 : 9.

Kucnora congnag no 'OCT 3118—77, pazGasnennag 1 : 1.

Kucnora 6opHast mo I'OCT 96356—75.

TanuuH (CBET/HII), pacTBOPH ¢ KoHueHTpanuei 100 u 5 r/oM3 B 1 %-Hoi conaHoil Kucore.

KenaTthHa, pacTBop ¢ KOHTeHTpanmeir 10 r/mv.

4-(2-mpupnnaso)-pesopunt (IIAP) BomHbIi pacTBOp ¢ KOHIeHTpanuei 1,5 r/nv3. 0,15 r npenapara
TIIATEILHO PACTHPAIOT CTEKJISHHON MATOoYKON B cTakaHe ¢ 2 cM> BOIBI, pa3baBasioT Bomoit mo 50 cm?,
PacTBOP TIePEeBONSAT B MEPHYI0 KOGy BMecTHMOCTRI0 100 cM® W 1oBOTAT BOmOM MO METKH, MPUTOIEH K
ynoTpedlIeHHIO B TeueHHE 1 Mec.

HuobGua ngrrokmuch 9ucToToi He MmeHee 99,5 %.

CraHmapTHHEIH pacTBop HHOOMA (3amacHo), comepskanruii 1 MF/CM3 Huodong: 0,143 r ngTHOKHCH
HHOGHS CIUIABIAIOT ¢ 4 T mupocyiabgara Harpua. 1Inas pacTBoparoT mpH Harpesanuu B 40 cM® pacTBopa

HN3aanne ogmuuaibHoe IlepencuaTka Bocnpemena
Hzdanue ¢ Hamenenuem No 1, ymeepycdennvm ¢ anpeae 1985 2. (HYC 7—85).
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TrOCT 23862.27—79 C.2

BHHHOKHCIOr0 amMmmonud (100 r/mm?) ¢ nobGasnenmem 10 cm® ammmaka (1 : 9). PactBop 1epeBoisar B
MEPHYIO KOOV BMecTHMOCTBIO 100 cM?, TOBOIAT 06beM 10 METKH BOZOH M IepeMEIIHBAIOT.

Pacrsop nuoGua (paboumii), comepxammii 10 Mkr/cy’ HMoGHA, TOTOBAT B IeHb VIIOTPeOIEHHS pa3-
GaBIecHMEM 3aIIacHOIO PAcTBOPa PAcTBOPOM BHHHOKHCIoro amMMonns (20 r/mv>) 5 100 pas.

Pazn. 2. (MaMenennas pemanms, Mzm. No 1).

3. TPOBENNEHHUE AHAJIN3A

3.1. Hapecky aHanuzupyeMoro MeTanna maccoi 0,5—2 1 (B 3aBHCHMOCTH OT COMePXKAHUI HHUOOH)
HOMEWIAKOT B CTAaKaH BMecTUMOCTbIo 250 cm3, npwmsaror 2—3 cm?® sonwl, 20 cM3 CONMHON KUCIOTHL,
pasbapmeHHOR 1 : 1, M pacTBOPAIOT CHAYajda Ha XOTOIY, a M0 OKOHYAHHH OYPHOH peaKIHH YMEpPeHHO
HarpeBaloT J0 MMOJHOTO PACTBOPeHHA MeTama. Hasecky aHammsupyemoii okucr P3M, cOOTBETCTBYIONIYIO
0,5—2 T Mera/a, MOMEIIAKOT B CTAKaH W PACTBOPSIIOT TIPH HarpeBaHWH B 20 cM? COMSHON KHCTOTHI,
pazdasneHHOM | : 1.

TomyaeHHBIH pacTBop pazbasmsor o 100 cm3 Bonoit, mobasagioT 0,1 T GopHOI KHCTOTH, HATpEBa-
o1 1o 50 °C u npu noMenrrpanun nprarBaoT 10 cym? pactsopa tanamHa (100 r/1M3); cTakaH HAKPHIBAKOT
9acOBEIM CTEKJIOM M KHISTAT pacTBOp ¢ TeueHwe 20 MHH, nommepskupasg oGnem 110 cm? moGapneHHeM
pozbl Ilocie oxiaknenns npmwimsaior 10 cM3 pacTBOpa KeIaTHHEL H PACTEOD C OCAIKOM OCTABIAIOT CTOATD
He McHee 4eM Ha 4—3 1. OcagokK GWILTPYIOT depes GmieTp (Ociad JAcHTa) H IPOMEIBAIOT XOTOTHEIM
PacTBOPOM TaHHMHA (5 T/MM?). DHIBTP ¢ 0CATKOM MOMEINAIOT B KBAPIEBEIH THTEMb, BRICYIIMBAIOT, 03015 -
10T, MPOKATHBAIOT B MyheapHoi mmeun 1mpu 8§00 °C, moayYeHHBIA 0CamoK CIVIABISIOT ¢ 2 T MHPOCEPHOKHC-
7TOTO HATPHA OO MOTYIeHHI OTHOPOTHOTO TIIABA.

Tlo OXTIKIEeHNH, TUIAB BRINIETAurBaioT 20 cM? TOPSYEro pacTBopa BHHAOKHCIOTO aMyvoHms (100 1/1m?)
c nobasnennenm 10 cv? avvmaka, pasbasnenHoro 1 : 9. OXIaKIeHHEI PAcTBOP MEPEBOMIAT B MEPHYIO KONGY
BMecTHMOCTEIO 100 cM3, moBomaT ofbeM 10 METKH BOZO H IIepeMElIBaoT.

OT6HpPalOT ATMKBOTHYIO 9acTh PAcTBOpa 15 cM?, IOMENAOT B MEPHYIO KOIOY BMECTHMOCTBIO 25 CM°;
HOGABILIOT 4 M2 COMMHONM KHCHOTH, pa3bapneHHo 1 : 1, 2 cm? pacrsopa ITAP, NOBOINT IO METKH BOLOH
" nepeMelrnpalor. Yepes 1 1 m3MepaioT ONTHIECKYIO INIOTHOCTE PACTBOPOR HA (POTORIEKTPOKOIOPHMETPE
IpH A, g 540 HM B KIOBETE C TOIIIMHON MOTIOMIAIIET0 CBET cog 50 MM, 10 OTHOWIEHUIO K HYJIEBOMY
pacTtBopy. Maccy HHOOHS HaXOO[T 10 IParyHpOBOTHOMY TPagQHKY.

3.2. TlocTpoerAde rpagyHpoOBOUAOrG rpadguga

B MepHEBIC KOIGH BMECTHMOCTBIO 25 ¢M° BBOIAT M3 MuKpobioperkn 0,20; 0,30; 0,50; 1,0; 2,0; 3,0;
4,0 cM3 pabouero pacTeopa HHOGHH {comepkamiero 10 MKr/cv> Hno6us), noGasnsior go 15 cy? pactsopa
BHHHOKHMCI0TO aMmMonus (20 r/om?), 4 cm? pasbapirennoil conanoit kucnorel, 2 cm® pacrsopa IIAP,
TOBOIAT IO METKH PACTBOPOM IMHMPOCEPHOKHUCIOTO HATPHS M TIepeMENTHBAT. B omHY 13 K016 NpHInBaioT
BCC PCAKTHBH 33 HCKIIOYCHACM HHOOHA (HyIeBOi pacTBop). M3MepeHHA IpoBOIAT depe3 1 9, Kak yKa-
3aHO B m.3.1.

3.1—3.2. (M3menenAnan peaknus, M3m. Ne 1).

4. OBPABOTKA PE3YIILTATOB

4.1. Maccosyio gomo HHodH (X) B MPOICHTAX BEITHCISIOT 0 hopMyIic
m
15m
e m; — Macca HHOOHS, HafIeHHAS M0 TPAaTyHPOBOIHOMY IPaiKy, MKT;
M — Macca HABECKH aHAJIH3UPYEMOM IIPOOH, T.
4.2. PacXoxXIeHHS Pe3yAbTaTOB IBYX NAPANICILHEIX OTIpeIeIeHHI HITH pe3vAbTATOB IBYX AHATTH30B He
IOJCKHEL IIPEBBIIIATE 3HAYCHHH JOMYyCKACMBIX DACX0XICHHH, YKA3aHHLIX B TalIIHIIE.

X = 1073,

Maccopas gonsa HuoGus, % Homycxkaemoe pacxoxmermie, %
1-1073 5-1074
1-1072 5-1073
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