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TOCYRAPCTBEHHBN CTAHAAPT COIKW3A CCP

PEAKO3EMENLHLIE METANNbLI K UX OKUCHU roCT |
23862.20-79

Merop onpefenenxs saHagus

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

Mocranoanenumem locypapcraennoro komurera CCCP no crawpapram or 19 ou'rndpﬂ

1979 r. N2 3989 cpoKk HeHCTBMS YCTaHOBAEH
c 01.01. 1981 r.

po 01.01. 1986 r.

HecobniogeHne crangapra npecnefyercs no 3aKoHy

Hacrosmu#i cranfapr ycranabiauBaeT GpoTOMeTpHYECKHA MeTOL OI-
penenenus BaHaausa (ot 1:10-5 mo 1.10-49%) B peakozeMeJbHBIX Me-
TaJslaXx H HX OKHCAX (KpoMe LiepHsi, Ipa3eoiuMa, €BpOUHs H HX OKH-
cefi). '

Meroz ocHOBaH Ha KaTaJIHTHYECKOM JefCTBHH MOHOB BaHajaTa Ha
pPeaKLHIO OKHCJAeHHS AII-KHCJIOTHL OpomaToM Kanaua. ONTHYECKYIO
IJIOTHOCTb HCHBITYEMOI0 PACTBOpa H3MepAIoT Ha (POTO3/eKTPOKOJODH-
merpe. ComepxkaHHe BaHAAUSL B MpoOe HAXOASAT IO IPajyHpPOBOYHOMY

rpaduky.
1. OBLUMUE TPEBOBAHMUSA

1.1. O6mue TpeGoBanug K Meropy ananauza — mno [OCT
23862.0—79.

2. ANNAPATYPA, PEAKTUBBI M PACTBOPDLI

- doroanekrporonopumerp ®IK-56 uam anasorHuHn# mpubop.

Bans BoxsHas,

[Tunmerku Ha 2 M.

Annapar kBapueBHId A1 NEePErOHKH.

Crakaun BMectumocThio 250, 1000 mu.

IluauHApH KBapleBble C NPHTEPTHIMH - APOGKAMH BMECTHMOCTBIO
5 Ma, oTkanu6poBaHHbe Ha 5 M 10 Mu; mepes paGoTOH LHUAHHADH
'MAaTEJbHO MOIOT IeperHaHHOH cepHOH KHCJAO0TOH, pasbaBienHoh 1:1,

I3ganmne otbMumanvHoe TMepeneyatka BocnpeujeHa
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MPOIOJIACKUBAIOT OHIHCTHAIATOM, IOMEIIAIOT B CTAKAH BMECTHMOCTHIO
1000 ma1 1 nponapuBaloT B Kunsulell Boge B TeueHne 30—40 MuH.

Bymara yHuBepcasibHas UHZHKATOPHAS.

Bona neronnsoBanHas. .

Kucnora cepuasi mo T'OCT 4204—77, X. 4., JOUOJHUTENBHO Tepe-
rHaHHasl B KBapueBOM annapaTte (oT6upaloT cpeAHHe $pakuuH), pas-’
6aBsennasn 1:1, 1:3 u 3,6 1. pacrsop. 4

AMMuaK BOIHBIH, OC. 4., paszbaBiennniil 1:4.

Kucaora asornast oco6oi uncrorsl mo I'GCT 11125—78,

Kucaora magenesas, X. 4., 0,1% -Heiit pactsop.

Kamnit maprannosokucanii no I'OCT 20490—75, x. u., 2% -Hblf
pacTeop.

Kucnora yxcycnas, oc. 4., ZONOJHHUTENBHO JBa)K/[bl MeperHaHHasg
B KBaplieBOM annaparte (OTOHpPAIOT cpeAHHe (pakunu), pazbasieHHan
1:20.

Kanuit 6pomuoBarokucasit no TOCT 4457—74, X. 4., JAONOJHH-
TeJAbHO ABaKAbl IePeKPUCTAIIM30BAHHBIE M3 BOAHBIX pacTBOPOB,
1% -upiit pacrsop. s mepekpUCTAMIM3ANNE OPOMHOBATOKHCIOTO Ka-
Jaus nasecky Maccofl 200—240 r noMenIaioT B CTakaH BMECTHMOCTBIO
1000 ma, nobGasrsior 800 ma ropsiyei BOABI, PacTBop (HABTPYIOT ye-
pes QUILTP, NPeABAPHTENLHO HPOMBITEIE HECKCABKO pa3d ropsivedl po-
no#, GuabTpaT YyNapHBAOT A0 TOSIBJEHHS Ha NOBEPXHOCTH KpPHCTAaJ-
Juyeckoiil nJeHkH, oxaaxiaoT go 15°C. DBoinmaBiuHe KpHCTaMIBL OT-
GuabTpoBBHIBAIOT, pacTBOPSIOT B 700 M ropsivell Boabl, (QUABTPYIOT,
VOapPHUBAaT A0 NOABJAEHHS HA MOBEPXHOCTH KPUCTAJMNIHYECKOH IJICHKH,
oxnaxnaort xo 15°C. Brmasmue KpHCTaAALN  OTQHABTPOBLIBAIOT H
cywar npu 80—85°C. IlepexpHCTalAn30BAHHBIA GPOMHOBATOKIIC/IbI
KaJuiA XpanaT B TeMHOH GaHKe ¢ HPHTEPTON KPLIIKOHA,

1-aMun0-8-HaPTOI-3,6- AUCYIBGHOKNCIOTH MOHOKAaJgHeBass CoJb
(Awm-xi1c10Ta), 4., AOTOJHHTEJbHO NEPEKPHCTAJNAH3OBAHHAA H3 BOA-
HBiX pactBopoB, 0,02 M pacrBop: HaBecky ALI-KHCJOTBL MAaCCOH
0,073 r momemaroT B Kpapuezsli LUIMHAP, AOBOAAT BOAOH 10 MeTKH
10 ma, morpyxaioT B Boay ¢ temneparypofi  70—80°C na 30—40 c,
OXJIaX[Ial0T A0 KOMHATHOH TeMmmepaTyphl. Ilniuugp oGopaunsalor
TeMHOH Oymarofl. s mepexkpucTasanzaunny ALN-KHCJOTL FOTOBAT ee
TOpSYMH HaCBILEHHLIH PAacTBOP, OTQHIDLIPOBHIBAIOT uepe3 (GUJbTD,
NPeABAPUTEABIIO MPOMBITHIH HECKOJLKO pa3 ropsuell Bogofi, GUIbT-
par oxsaxpawT jgo rteMmuepartypm 10—12°C. Brimapume xpucrasis
QUIBTPYIOT W CyHIaT MeXAYy JHCTaMH (QHAbTPOBAJbHOA GyMmaru.

[TepexpucrannysoBartyio AII-KKHCIOTY FOTOBAT B JAeHb ynotpebie-
HUsl ¥ XPaHsAT B TeMHOH GaHKe ¢ MPUTEPTOH KPBIUIKOH,

Banraguit Meraanuueckuii

Cranpapruwit  pactsop Bamamus  |samacmod),  comepikauimi:
1 Mr/Ma pananusi: HABeCKy MeTaJJIHYECKOTO BaHaaMa Maccoir 0,1 r
oMeIawT B CTakKal BMecTHMOCThO 250 mJj, pobasasitor 10 ma pacrt-
BOPa CePHOH KHCJOTH, pasbasienHo# 1:3, 1 Ma aszorHoll kuciotsl. [Toc-
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Jle IIOJIHOr0  pacTBOPeHHS: Mmpo0bl COAepXKHMOe CTaKaHa ynapuBa-
10T JIO TMIApOB CEPHOrO aHTHJAPHAA, OXJaXKAAlOT 10 KOMHATHOH TeMIe- .
paTypbl, OOMBIBAIOT CTEHKHM CTaKaHa BOJOH H CHOBa YNapuBaloT A0
NapoB CEpHOTO aHTHAPHIA, OXJNAXKAAIOT A0 KOMHATHOH TeMIEPaTypHI,
no6aBastior 10—15 MJ BOABI M MO KAaIUISIM NPUJHBAIOT PACTBOP Map-
TaHIOBOKHC/IOIO KaJusg A0 YCTOAYMBOH PO30BOM OKpacku. M36bTOK
MapraHlOBOKHC/IONO KaJiHs PaspymamnT, p06aBiasis IO KallsiM pacT-
BOp llaBe/eBOH KHCJIOTH NPH MNEPEMEINHBAHMH 10 HCUE3HOBEHHS PO-
30BO# Oxpackd. ColepXuUMOe CTaKaHa I[ePeBOJAT B MEPHYIO KOJAGY
BMecTHMOCTbIO 100 MJI, AOBOAAT BOAOH N0 METKH M IepeMellHBaloT.
Pactsop Banajus, cogepxamuii 0,1 MKr/Ma BaHAagusl FOTOBAT mOC-
JI€f0BaTeJbHEIM pa3baBieHHeM BOAOH CTaHAAPTHOrO (3amacHOro) pa-
crtBopa BaHaiust B 10000 pas. PacTBop roToBsiT B AeHb ynorpebeHus.

3. NPOBEAEHME AHAJNIM3A

3.1. Hasecky ananusupyemoit npo6u okucy P33 maccoit 0,2 r uan
COOTBETCTBYIOLIee KOJMYECTBO MeTajja IOMEUIA0T B KBapUEBHH LH-
JHHAD BMECTHMOCTBIO 15 MJI, cMauuBalT BOMOH, HIPHJIHBAIOT 2 MJ
3,6 H. pacTBOpa CepPHOH KHCJOTHI, IOMEIAIOT B BOASHYIO GAHIO C TeM-
nepatypoit 70-—80°C Ro moaHOro pacrBopeHus 06pasua, OXAaxKAFIOT
A0 KOMHATHOH TeMNEPaTyphl, AOBOAAT BONOH 10 MeTKH 10 M u mepe-
MeUINBaIOT.

W3 nonyyennoro pacreopa oT6upaiorT 2 MJ B KBAapUEBEIH MHJIHHIP
BMECTHMOCTbIO 15 MJI, yCTaHABJAMBAIOT pacTBopoM ammuaka pH 2—2,5:
0 YHUBepCaJbHOH HHAMKATOpHOH Gymare, pofasasiior 0,4 Ma pacTBo-
pa GPOMHOEATOKHCAOTO KaJiisi, JOBOAT PacTBOPOM YKCYCHON KHCJIO-
THl IO METKH 5 MJI, IIepeMeiluBaloT, A00aBJsfioT 0,2 ma pacrtBopa
Aw+gucnorsl, mepememusanT. LIMAHEAPH C pacTBOpaMH NOIPYXKalOT
B BOAAHYIO OGaHio ¢ Temnepatypolt - 50—52°C H BbijepXuBAIOT IIpH
3TO# TeMOepaType B TeueHHe 15 MHH, GHICTPO OXJIAXKAAIOT 10 KOMHAT-
HO#i TeMmepaTypbl. ONTHYECKYI0 INIOTHOCTb MHCIBITYEMOTO DAcTBOpa -
H3MEPSIOT Ha (POTOIEKTPOKOJOPUMETpe (Amax=490 HM) B KioBeTe ¢
TOMUIHHOK morjowapuero ceer ciost 10 mM. B kauectse pactBopa
CPABHEHHS HCIOMB3YIOT BOLY.

OnHoBpeMeHHO ¢ aHaMH30M 06pasla uepe3 BCe CTAfUH AHANM3A
HPOBOAAT KOHTDOJIbHBIK ONEIT Ha PeakTHBH. 3HaYeHHE ONTHUECKON
IVIOTHOCTH PacTBOPa KOHTPOJIbHOTO ONbiTA BBIYHTAIOT U3 3HAUEHHS ON-
THYECKOH IIOTHOCTH HCHBITYEMOTO PacTBOPA H IO NOJNYYEHHOMY 3Ha-
YEHHIO ONTHYECKOH IIOTHOCTH HaXOAAT Maccy BaHAAUsl MO IPagyHpo-
BOYUHOMY rpaduky.

. OCTPOeHHE TPajfiyHPOBOYHOTO rpaduka

3.2.1. B kBapuesble NUIHHADH BMECTHMOCTBIO 15 MJ BBOZAT MO
0,1; 0,2; 0,3; 0,4 ma pacTBopa BaHaaus (comepxamero 0,1 -MKr/ma
BaHajks), NpuauBaT no 0,4 M pactBopa GPOMHOBATOKHCJIOIO Ka-
U1, JOBOLAT PACTBOPOM YKCYCHOH KHCJOTHI JO METKH 5 MJ, mepeme-
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IWHBAIOT, 106aB/s0T mo 0,2 M pacTBOpa ALI-KHCAOTH M TepeMellt-
BalT. B oMK M3 NMJMHADOB BBOAAT BCe PEAKTHBH, KPOMe BaHalud
{(Hyneso#t pactBop). LIMIMHAPE! ¢ pacTBOpaMH NMOTPYXalOT B BOASHYIO
6aHio ¢ TeMmnepatypoii 50—52°C u BHIIEDXKHBAIOT NPH 3TOH TeMIepa-
Type B TeueHue 15 MuH, 6BHICTPO OXJaxKAAIOT IO KOMHATHOH Temmepa-
Typbl. ONTHYECKYIO TIOTHOCTh PAaCTBOPOB U3MEPSIOT Ha (POTO3IEKTPO-
Kosmopumerpe (Apax=490 HM) B KiOBETe ¢ TOJIUIHHON MOIVIONLAIOLIEr0
cBer cios 10 MM. B kauecTBe pacTBOpa CpaBHEHHS HCHOJB3YIOT BOAY.
3HaueHHe ONTHYECKOH IJIOTHOCTH HYJEBOTO pPacTBOPA BHYHTAIOT H3
3HAYCHHS ONTHYECKHX IJIOTHOCTEH CTaHAApTHBIX pacTBOpoB. Hamepe-
HHe TOBTOPAIOT He MeHee TpexX pas.

[To HaliAeHHBLIM CPeJHHM 3HAYEHHSIM ONTHYECKHX TJIOTHOCTe!l H
COOTBEeTCTBYIOUIUM UM MacCaM BaHaiHs CTPOSIT I'PaJyHpPOBOUHBLIHA rpa-
¢uK, no ocu aGCUHC OTKAAJBBAIOT MacCy BaHajAuA, a IO OCH OPIH-
HaT — ONTHYECKYIO IJIOTHOCTb pacTBopa. OTAe/bHBIE TOYKH rpadHuka
TIPOBEPSICT ONHOBPEMEHHO C NPOBeJeHHEM aHaMH3a Mpo6.

4. OBPABOTKA PE3YJIbTATOB

4.1. Maccosywo gomo Banagus (X) B NpOmEHTaX BBIUHC/ISIOT NO
dopmyne

X="1 .5.10-4,

rAe m; — Macca BaHaJus B 006pasie, MKT;
M — Macca HaBeCKH aHaJH3HPyeMOH mpobHl, T.
4.2. PacxoxjieHns pe3y/bTaTOB JABYX NapaJlieJbHLIX ONpefe/eHui
H De3yJbTaTOB JBYX aHAJH30B He JOJ/IKHBI NpPEBHIIAThH 3HAYECHHHA J0-
ITyCKaeMHIX pacXOoXJeHHH, YKa3aHHHX B TabJaHle.

Maccosas zoag Bamaausd, % JonyckaeMeie pacxoxaeHus, %
1-10-3 - 1.10-5
&5.10-5 2. 10-5
1104 5. 10-3
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