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MEXTOCYALAPCTUBEHHUEGB R CTAHAOAPT

PEAKO3EMEJIbHbLIE METAJI/IbI N X OKNCU

MeTon onpeaeneHus BaHaaus rocT
23862.20-79

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

MKC 77.120.99
OKCTY 1709

MocTaHoBeHWem ocygapcTeeHHoro kommuTteTa CCCP no ctaHgapTam oT 19 okTa6ps 1979 r. Ne 3989 aata BBefeHUs

yCTaHOB/EHA
01.01.81

OrpaHuyeHne cpoka [eiicTBusa CHATO Mo npotokony No 7—95 MexrocyjapCTBEHHOTO COBETa MO CTaHAapTU3aLmm,
meTponormm u ceptudmkayum (MY C 11—95)

HacTosAwmii ctaHaapT ycTaHaBiMBaeT POTOMETpMYECKniA MeTog onpegeneHns BaHagusa (ot 1¢ 10 5%
0o 1+10"4%) B peiKO3EMENbHbLIX MeTannax u nx oKncsx (KpoMe Lepus n ero ABYOKUCH).

MeTo/ 0CHOBaH Ha KaTaiuTW4YeCKOM AeiiCTBMM MOHOB BaHajaTa Ha peakumnio OKucaeHusa J1w-Kucno-
Tbl 6pomMaTtom Kanma. ONTUYECKY NAOTHOCTb UCMLITYEMOrO pacTBopa N3MepsoT Ha (hOTO3NEKTPOKONOPU-
meTpe. Cofiep>xaHue BaHagnsa B Npobe HaxoAAT No rpagyMpoBOYHOMY rpagmnky.

(M3meHeHHas pefakums, Mam. Ne 1).

1. ObWWME TPEBOBAHWA
1.1. OO6uwue TpeboBaHua K meTody aHanmsa —no NOCT 23862.0—79.
2. AMNMNAPATYPA, PEAKTVBbI N PACTBOPbI

doToanekTpokonopmumetTp ®IK-56 nam aHanormyHbli npruoéop.

baHa BoAAHas.

MnneTkn BMeCTUMOCTbIO 2 CM3

Annapat Ans NeperoHkKn ¢ KBapLeBol WM NNaTUHOBOW KONGOWA.

CTakaHbl BMecTuMocCTbio 250, 1000 cm!.

LinnuHapbl KBapLesble C NPUTEPTbIMKU NPoBKamMu BMeCTUMOCTbI0 15 cM3 oTKannbpoBaHHblie Ha 5 u
10cw*; nepep paboToi UMAMHAPLI TWATENbHO MOKT MEPerHaHHOW CepHOW KWCNOTON, pa3baBneHHOW
1:1. npononackusalT 6UANCTUINATOM, MOMELW AT B CTakaH BMecTUMOCTbio 1000 cm3 1M nponapuBatoT B
kunsaweli soge B TeueHne 30—40 MUH.

Bymara yHuBepcanbHas UHAMKaTOPHaS.

Bopa fenoHn3oBaHHas.

Kucnota cepHag no NOCT 4204—77. X. 4., [OMOJNIHUTENBLHO MeperHaHHas B KBapLeBOM anmnapare
(oT6upatoT cpegHue pakumu), pasbasneHHas 1: 1, 1 : 3.

AMMUMaK BOAHbIN 0c060i unctoTbl No FOCT 24147—80, pa3baBneHHbln 1:4.

Kucnota a3oTHas oco6oii ynctoTel no FOCT 11125—84, fONONHWUTENLHO MeperHaHHas B annapare
C KBapLEBOM MAN NNaTUHOBOM KONGOM (0TGUpalT cpegHue pakuumn) n pasbasneHHas | : 3, roToBAT B
LeHb ynoTpebneHus.

M3naHwe otmupmansHoe lMepeneyaTka BOCMpeLLeHa
Wifkuwe ¢ M3meHeHnem Ne |. yTBep>KzeHHbIM B anpene 1985r1. (MYC 7—85).
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Kucnota wasenesas no MOCT 22180—76, X. 4., pacTBOp C KOHLUeHTpauued 1r/gmLl

Kanuit mapraHuoBokucablii mo TOCT 20490—75, X. 4.. pacTBOP C KOHUeHTpauueid 20 r/gm3.

Kucnota ykcycHas no FOCT 18270—72, X. 4., LONONHUTENIbHO ABaXAbl NMeperHaHHas B KBapLeBOM
annapate (0T6upatoT cpegHme ppakuum), pasbasneHHas | : 20.

Kanwnii 6pomHoBaTokucnbiit no FTOCT 4457—74, X. Y., AONONHUTENLHO ABaXKAbl NEPEKPUCTanIn3o-
BaHHbI 13 BOAHbLIX PaCTBOPOB; PacTBOp C KOHLeHTpaumeir 10 r/gm5. Ang nepekpuctanamsauny 6poMHoBa-
TOKWUCNOr0 Kanusi HaBecky maccoit 200—240 r nomellatoT B CTakaH BMecTMMOoCTblo 1000 cm3 fob6aBnsitoT
800 cm3 ropsyeit Bofbl, pacTBOp MMAbTPYIOT Yepe3 PUAbTP, NpeaBapuTeNbHO NMPOMbITbI HECKOMbKO pas3
ropsveii BoAoN, unbTpaT ynapusatoT 40 MOABAEHUA HA NOBEPXHOCTW KPUCTaNIMYECKON NAEHKN, OXNaX-
patoT o 15 ‘C. BbinasLiue KpucTanibl OTPUNLTPOBLIBAIOT, PacTBOPAIOT B 700 cM' ropsyeil Bofbl, hUNbT-
PyIOT, yNapuBatoT 40 NOABNEHUS Ha MOBEPXHOCTW KPUCTaNIMYeCKON NaeHKM, oxnaxgaoT go 15 *C. Bbl-
naBLine KpUcTanibl OTPUILTPOBBLIBAKOT 1 cywat npu 80—85 “C. MepekpucTanin3oBaHHbIi 6POMHOBATO-
KWUCNbIA Kanuii XpaHAT B TEMHOW 6aHKe ¢ NPUTEPTON KPbIL KON,

1-aMWHO0-8-Ha(T0N-3,6-ANCYNbDOOKNCIOTEI MOHOKanuesas cosb (AL-KUCNOTa), Y., AONONHUTENBHO
nepekpuCcTanan3oBaHHas M3 BOAHbIX pacTBopoB, 0,02 M0onb/gM3 pacTBOp: HaBeCKy ALL-KWCNOTbl Maccoii
0,073 r nomeLaloT B KBapLEeBbI LUAWHAP, [OBOAAT BOAOW A0 MeTkn 10cM', morpyxaroT B BOgy C Temne-
patypoii 70—80 "C Ha 30—40 ¢, oxnaxjalT 40 KOMHaTHOW TemnepaTypbl. LinnnHap o6opaynBatoT TEMHOIA
6ymaroii. ,Ta nepekpucTannn3aumm ALI-KUCNOTbl FOTOBAT €6 FOpAYMNiA HaCbILeHHbI pacTBOpP, OTHULT-
poBbLIBAIOT Yepe3 PuAbTP, NpefBapuTeNbHO NPOMbITHIA HECKONbKO pa3 ropsyeil BOAONW, hMAbTpaT oxnax-
fatoT o Temnepatypbl 10—12 *C. Bbinasline KpUcTanibl GUALTPYIOT W CYLLAT MeXay nmctamu hunbTpo-
BaNbHOW Bymaru.

MepekpncTanIn3oBaHHy ALL-KUCOTY FOTOBAT B AeHb YNOTPe6MeHUA U XPaHAT B TEMHOI GaHKe C
NPUTEPTO KPbILWKOWA.

BaHaguin meTannnyeckuii.

CTaHfapTHbI pacTBOp BaHagus (3anacHoii), cogepxawuidi | Mr/cm3BaHagms: HaBecky MeTannuMyec-
KOro BaHagus maccoii 0,1 r nomewarT B cTakaH BMecTMMOCTbio 250 cm3, go6asnstoT 10 cm3 pacTBopa
CepHON KWUCNoTbl, pasbaBneHHon 1: 3, 1cM3 KOHLEHTPUPOBAHHOW a30THOM KWCNOTbI. Mocne NOAHOrO
pacTBOpPEHMA NPOObI COAEPXMMOE CTaKkaHa ynapusarT 40 NapoB CEPHOr0 aHrMApuaa, OXNaxaaT 4O KOM-
HaTHOI TemnepaTypbl, 06MbIBAIOT CTEHKM CTaKaHa BOAOM 1 CHOBa ynapnBaloT 40 MapoB CEPHOM0 aHTMapu-
[a, OXNaxjalT [0 KOMHATHON TemnepaTypbl, Ao6asnsawT 10—15 cm3 Bogbl M NO Kanasam npuavuBatoT
pacTBOp MapraHL,0BOKUC/IOro Kanus 40 YyCTONYNBON PO30BOI OKpacku. 36bITOK MapraHL,0BOKUCNOIO Ka-
VA paspyLlaroT, 4o6aBnAs Mo KanisM pacTBOp LaBefeBol KMCNOTbl NpY NepeMeLlnBaHny A0 UCHE3HOBe-
HUA PO30BOI OKpacku. CofepXXMMOe cTakaHa NepeBOAAT B MEPHYHO KON6y BMecTUMOCTbH 100 cMm3, fOBO-
[0AT BOAOM A0 METKU U NepemMeLlvBaoT.

PactBop BaHagus, cogepxawuii 0,1 MKr/cm3 BaHaaus, rotoBAT nocnefoBaTeNbHbIM pa3baBneHneM
BOJOI CTaHAapTHOrO (3amacHoro) pacteopa BaHagusa B 10000 pa3. PacTBOp roTOBAT BAEHb YNOTpe6ieHus.

Pa3g. 2. (M3smeHeHHas pegakums, M3m. Ne 1).

3. NMPOBEAEHVE AHANN3A

3.1. HaBsecky aHanusupyemoit npobbl okucyu P33 maccoit 0.5 r nnm cooTBETCTBYIOLLEE KOMMYECTBO
MeTanna NoOMeLWarT B KBApLEBbIA LUAUHAP BMeCTUMOCTbO 15 cm3 npunusatoT 1.5—2 cm' Bogbl. 3 cM3
pacTBopa a30THOW KUcnoThl, pa3basneHHol | : 3, nepemewunBaoT. LluanHap nomewarT B CTakaH C BO-
poi. HarpeToii go 70—80 "C. v BbIAEPXMBAKOT B HEM [0 MOAHOIO PacTBOPeHMs Mpo6bl, OXNaXAalT A0
KOMHATHOI TemnepaTtypsbl, ycTaHaBnusaoT pH 2—2.5 pacTBOpoM amMmMuaka (NPOBEPSAOT NO YHUBEPCaNb-
HOW MHAWKATOPHOW 6Gymare); 4OBOAAT BOAOW A0 o6bema 10 cM3 1 MepemMeLLmnBatoT.

M3 nonyyeHHOro pactsopa oTémpatoT 2 cM3 B KBapLeBblil LUANHAP BMeCTUMOCTbIO 15cM3, ycTaHas-
NMBAKOT pacTBOpoOM aMmmMuaka pH 2—2,5 no yHuWBepcanbHON WHAWKATOPHOW 6ymare, fo6asnstoT 0.4 cm3
pacTBopa 6pOMHOBATOKWCNOrO Kanus, AOBOAAT PaCTBOPOM YKCYCHOM KWCNOThbl J0 MeTKu 5 cm3, nepeme-
wmsatoT, fo6asndT 0,2 cm3 pacTBopa ALL-KWCNOTbI. NepemewnsaloT. LinnuHapel ¢ pactBopamu norpy-
XalT B BOASAHYH 6aHl c Temnepatypoit 50—52 *C u BbigepXUBalOT NpW 3TOI TemnepaType B TeYeHUe
15 MUH, 6bICTPO OXNAXAAKT 40 KOMHATHOW TemnepaTypbl. ONTUYECKY NAOTHOCTb UCNbITYEMOr0 pacTeopa
M3MepAT Ha oToanekTpokosopumetpe (Xmjl = 490 HM) B KHOBETE C TONLWMHOM MOrMOWAKOLWLEr0 CBET
cnosa 10 mm. B KayecTBe pacTBopa CpaBHEHMA UCMOMb3YIOT BOAY.
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C. 3TOCT 23862.20-79

OZHOBPEMEHHO C aHanM3oM 06pasLa yepe3 BCe CTaAMW aHanM3a MPOBOAAT KOHTPO/bHbIA ONbIT Ha
peakTVBbl. 3HaYeHVe ONTUYECKOW MNOTHOCTH PacTBOPa KOHTPONbHOIO OMbITa BbIYNTAKOT U3 3HAUYEHUS O -
TUYECKOW MNOTHOCTW MCNbITYEMOro pacTsopa v no NoAyYeHHOMY 3HaYEHUIO ONTUYECKON NAOTHOCTM Ha-
XOAAT Maccy BaHagma no rpagynpoBOYHOMY rpaguky.

(N3meHeHHas pepakums, M3m. Ne 1).

3.2. TlocTpoeHWe rpagyMpoBOYHONO rpaduka

3.2.1. B kBapueBble uunMHapbl BMecTumocTbio 15 cm3 BBOoaAaT no 0,1; 0.2; 0.3; 0.4 cm3 pacTBopa
BaHagus (cogepxauero 0,1 mkr/cm3 BaHagusa), npunmsatoT no 0.4 cm3 pacTsopa 6POMHOBATOKHC/IONO
Kanus, JOBOAAT PacTBOPOM YKCYCHON KUCNOTbl A0 MeTKM 5 cM3, nepemelumsaloT, fobasnaT no 0.2 cm3
pacTBopa ALI-KUC/IOTbl W NepemMeLlvBatoT. B 0guH 13 LMANHAPOB BBOAAT BCE PEaKTMBbLI, KPOMe BaHaAWA
(HyneBoii pacTsop). LiunuHapebl ¢ pacTBopaMn NOrpy>arT B BOASAHYIO 6aHto ¢ Temnepatypoii 50—52 ‘C u
BbIEPXXUBAIOT NpK 3TOl TemnepaTtype B TedeHue 15 MUH, BbICTPO OXNaXJaOT 4O KOMHATHOW Temnepary-
pbl. ONTMYECKYIO NNOTHOCTb PACTBOPOB U3MEPSIOT Ha POTO3NEKTPOKONOpUMeTpe (ATox = 490 HM) B KloBe-
Te C TOMWMHOW mornowatouiero ceeT cnos 10 mMm. B kKayecTBe pacTBopa CpaBHeHWS WCMOMb3YIOT BOAY.
3HayeHMe ONTUYECKOl NAOTHOCTU HYNEBOrO PacTBOpa BbIYMTAOT M3 3HAYEHWUA ONTUYECKUX MNOTHOCTEN
CTaHAapTHbIX PacTBOPOB. V3MepeHne NOBTOPSAIOT HE MeHee Tpex pas.

Mo HaifeHHbIM CpPegHMM 3HAYeHMAM OMTUYECKUX MAOTHOCTEW M COOTBETCTBYIOLWMM MM Maccam
BaHafusA CTPOAT rpagyvMpoBOYHbIA rpaduk, nNo ocu abcumcc OTKNagbiBatdT MacCy BaHajus, a no ocu
OpAMHAT — ONTUYECKYI NNOTHOCTb pacTeopa. OTAe/bHble TOUYKN rpaduka NPOBEPAOT OAHOBPEMEHHO C
npoBefieHNeM aHannsa npoo.

4. OBPABOTKA PE3YJ/IbTATOB
4.1. Maccosyto gonto BaHaaus (Al) B NpoueHTax BbIYUCASKOT MO hopmyne
¥=— -5104,
T
rge /A, — macca BaHagma B 06pasue, MKT;
T — Mmacca HaBeCKM aHanusupyemon npobebl, T.

4.2. PacX0XAeHWs pe3ynbTaToB ABYX NapaniefibHbiX OnpeaeneHnii uam pesynbTaTos ABYX aHaNM30B He
LOMKHbI MPEeBbIWAaTh 3HAYEHMI AOMYCKAEMbIX PACXOXAEHWIA, YKa3aHHbIX B TabnuLe.

Maccouas fona Hananma. % Aonyckaemoe pacxoXpjeHue. %
1+10"» l-10 *

5- 10-* 2- 10"

110 < 5- 10 *
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