YAK 669.85/.86:546.882.06:006.354 Ipynna B59
TOCYRAPCTBEHHbB W CTAHAAPT COIO3A CCP

PEAKO3EME/TbHBIE METAJILI M MX OKUCH

rocrt
23862.27-79

Metopq onpepaenexns HMOGua

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

MocraHoesnennem TocypapcreeHHoro xommutera CCCP no craugapram or 19 okTabps

1979 r. N2 3989 cpok AeiicTeMs ycraHoBneH
: ) ’ c 01.01. 1981 r.

Ao 01.01, 1986 r.

Hecobniogenne craupapra npecnefyercs no 3akoHy

Hacrosmuii cragaapr ycraHaBiIHBaeT (OTOMETPHUYECKHH METOA
onpenenenus Huobusa (ot 1-1073 mo 1.1072%) B peaKO3eMeJbHHIX Me-
TaJJaX H X OKHCAX, KPOMe LEePHs U ero JBYOKHCH. :

Meton ocHOBaH Ha peakIUMH HHOGHS C NHPHAKHIA30PE30PLHHOM
(ITAP) B TapTpaTHOCOJSIHOKHC/ION Cpefie MOC/Ae TNpeABapHTeIbHOr0
PHADPOJHTHYECKOrO BBIIEJIEHHsST HHOOHS TAHHHHOM B HPHCYTCTBHH XKe-
JIATHHBL.

Conepxanue HHOGHA HaXOAAT IO I'PaAYHPOBOYHOMY rpadHKy.

1. OBLUME TPEEOBAHMS

1.1. Oémue TpeGOBaHHA K Meroay aHaiusa — mo I'OCT
23862.0—79.

2, ATINAPATYPA, PEAKTUBBI U PACTBOPBLI

®orosnexrpokosopumerp ®IK-60 unu anajorndnnii mpubop.
ITeus MydenbHas ¢ TepMOperyasiTopoM, 0GeceYnBaIOMEM TeMITe-
parypy mo 800°C.
- TlnuTka sjekTpuueckas.
CTakaHbl BMECTHMOCTbIO 250 M.
Turiu xBapuessie.
BropeTka BMeCTHMOCTbBIO 5 MJI. )
Harpuit ceprokucamii mupo no F'OCT 18344—78, 6% -ubiii pact-

BOD.

Mapanue oduumansHoe ' lNMepeneuarka BocnpelyeHa
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Crp. 2 FTOCT 23862.27—79

AmMOHHR# BHHHOKHCABIE cpenuuil mo TOCT 4951—71, 10 u 2% -Hule
pacTBOPHL,

Ammuaxk Bogusiit no FOCT 3760—79, paz6aBaennbiit 1:9.

Kucnora consinas no FOCT 3118—77, pas6abiennas 1:1.

Kucnora 6opuas no TOCT 9656—75.

Taugun (cserawtit), 10 u 0,5%-uvle pacrBopst B 19%-Holt consnol
KHCJIOTE.

Kenaruna, 19% -Hblil pacTBop.

4-(2-nupupgunaso) -pesopuun (I[TAP) 0,15%-unlii BoguwBIf pacTBOp:
0,15 r npemapara TIMATeJbHO PacTHPAIOT CTEKJSHHON MaTOUKO# B CTa-
KaHe ¢ 2 MJ Bogbl, pa3faBisiioT Bogo# no 50 MJ, pacTBOp MepeBOAAT
B MepHYIO KoJ0y BMecTuMocTbio 100 Ma M XOBOLST BOAOH A0 METKH,
IpUTOJEH K YIOTpeOJeHnIo B Teuenue 1 mec.

Huobus ngaruoxuck yucToTod He MeHee 99,59% .

CrangapTeHeli  pacTBOp  HHOOHST  (3amacHo#l), coxepKaiiii
I mr/ma HuoGusi: 0,143 © nATHOKHCH HHOOHS CILIABJASIOT C 4 T IHPO-
cyabbara Hatpus. [laas pacrsopsiior npu Harpesanuu B 40 mua 109%-
HOIO pacTBOpPa BHHHOKHCJOIO aMMOHHS ¢ moOaBnenneM 10 mMa aMMua-
ka (1:9). PacrBop mepeBoAsiT B MepHYy0 X0JaA6Yy BMECTHMOCTBLIO
100 M1, 10BOASIT 06BEM L0 METKH BOJOH M HepeMelInBaloT.

Pacteop Huo6usi (paGounit), comepxamuit 10 Mxr/mi1 auobus, ro-
TOBSIT B JieHb YyHoTpeOJeHUss pas30aBJeHHEM 3alacHOro pacTBOpa
2% -HEIM pacTBOpPOM BHHHOKHCJOro ammonus B 100 pas.

3. NPOBEREHME AHAJNIMUZA

3.1, HaBecky aHasausupyemoro Meranana waccoli 0,6—2 r (B 3a-
BHCHMOCTH OT COJAep¥XKaHus HHOOHS) MOMEIaloT B CTaKaH BMeCTHMOC-
Thio 250 ma, npuauBaorT 2—3 MJ BoAb, 20 MJ COJHON KHCAOTLI, pas-
6aBnenHo 1:1, u pacTBOpsIOT CcHavaJa Ha XOJOALY, a MO OKOHYAHUHK
OypHOIl peaKuuu YMepeHHO HArpeBalOT A0 MOJHOIO PACTBOPEHHS Me-
tajna. Hasecky amanusupyemo#n oxucu P3M, cooTsercrByionlyio
0,5—2 r meranna, NOMEHIAIOT B CTAKAH H PaCTBOPAIOT NPH Harpesa-
HHY B 20 MJI COJITHOH KHCJIOTH, pazfaBienHoH 1:1.

IMosyuennwmfi pacTBop paszbasasioT Ao 100 ma BojoH, npobaBJsAOT
0,1 r 6opHo# KucaOTH, HarpesaoT a0 50°C u mpu mMOMeINMBAHHH IpPH-
ausawt 10 ma 10%-Horo pacTBopa TaHHUHA; CTaKaH HAKPHIBAIOT da-
COBLIM CTEKJIOM M KHISITAT pacTBOp B TeueHde 20 MUH, NOAIepXKHBas
o6beMm 110 mn po6GaBnennem Boabl. Ilocse oxJakKAeHHS HPUIAUBAIOT
10 Ma pacTBOpa 3KeJaTHHH H PacTBOpP C OCAZKOM OCTaBJAIOT CTOAThH
He MeHee ueM Ha 4—5 u. Ocanok puapTpyoT uepe3 puabTp (besnas
JIeHTa) H NpoMbIBaleT xoA0ZHuIM 0,5%-HBIM ~pacTBOpOM TaHHHHA.
@uabTp ¢ 0CagKoM MOMeMIAIOT B KBapUEBHH THreNb, BHICYIIHBAIOT,
030J5II0T, TPOKaJAHBaT B MydesabHoi neun npu 800°C, mnonyueHHHIH
0CaJI0K CIUIABJSIOT ¢ 2 T THPOCEPHOKUCAOr0 HAaTPUA A0 TOJYYEHHS OJ-
HODOJHOrO NJaBa.
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rocCv 23862.27—79 Crp. 3

[lo oxnaxneHuH, miaB BblesauynsaiorT 20 Ma 109%-Horo ropsiuero
pacTBopa BHHHOKHCJAOrO aMMOHHA ¢ jo6aBienneMm 10 ma ammuaka,
pasbasiennoro 1:9. OxJaXXAeHHBIA PacTBOP MEPEBOAAT B MEPHYIO KOJI-
6y BMecTHMOCTbI0O 100 MJ, K0BOAAT 06beM O METKH BOXOH H mepeMe-
IIHBAIOT.

OrbuparoT aJHKBOTHYIO 4aCTh pacTBopa 15 Mmui, MoMmemaoT B Mep-
HY10 K0JI6y BMeCTHMOCTBIO 25 MJI; R0GaBAAIOT 4 MJ COAAHON KHCAOTHI,
pas6asaeHHO# 1:1, 2 ma pacrBopa ITAP, moBOZSAT 10 MeTKH BOAOH H
nepemeniusaoT. Yepes | 4 U3MepSAIOT ONTHYECKYIO IJIOTHOCTH PACTBO-
poB Ha (OTOINEKTPOKOJIOPEMETPE IPH Ayyx=540 HM B KioBeTe C ToJ-
WHHOH MOTJIONIAIOIEro CBeT ¢Jios 50 MM, IO OTHOINEHHIO K HYJEBOMY
pacrsopy. Maccy HHOOHSI HaxOJAT HO IPaiyHPOBOYHOMY rpaduky.

32.1locTrpoeHHne rpajiyHpoBOYHOTO TpaduKa ‘

B mepHble K016bI BMeCTHMOCTBIO 25 MJI BBOISIT H3 MHKPOGIOPETKH
0,20; 0,30; 0,50; 1,0; 2,0; 3,0; 4,0 ma paGouero pacrBopa HHOOHS (cO-
Jepxamero 10 Mkr/ma HHOGUA), RoGaBaAgOT A0 15 Ma 2% -Hbifl pacT-
BOp BHHHOKHCJIOTO aMMOHHS, 4 MJ pa30aBleHHOH COJMSHOH KHCJOTHI, -
2 ma pacrBopa I1AP, noBoasT mo MeTku 6%-HBIM pacTBOPOM MHPO-
CepPHOKHCJIOrO HATpPHA H HepeMeliMBaloT. B ofHY H3 K06 NPHUAHBAIOT
BCe PeakTHBH 3a HCKJIIOUeHHeM HuoOus (Hynesolt pactsop). Hsmepe-
HHA IPOBOOAT depe3 | 4, Kak yKa3aHo B 1. 3.1.

4. OEPABOTKA PE3YJIbTATOB |

4.1. MaccoByio gponawo HHOOGHS (X) B HpPOLEHTAaX BHIYHCASIOT MO
dbopmyae :

) =-T_ .10-3
; X= 1,5m 10’ ’
rae m; — Macca HHOGHWs, HalJeHHAas NO PagyHPOBOYHOMY rpadHKy,. .
! :

MKT;

m — Macca HaBeCKH aHaJH3HpyeMoil IpobH, T. .

4.2. PacxoxXjeHHs pe3yJbTaTOB JBYX HapasJe/bHHX ONpeleseHHT -

H pe3yJbTaTOB ABYX aHAJH30B He JOJIXKHE IIPEBHIIATHL JONYCKaeMBIX
pacxoxaeHuH, yKa3aHHBIX B Tabauile.

MaccoBag noas Huoﬁhﬂ, % Homyckaembie pacxomaeHus, %
1.10-3 5-10—4
I.10-2 , 5-10~3
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