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MEXTOCYAAPCTHBEHHGBbB N CTAHAAPT

PEAKO3EME/IbHBIE METANbI N X OKNCHK

MeToa onpeaeneHus MonnbaeHa
A onpeA A rocT

Rare-earth metals and their oxides. 23862.29-79
Method of determination of molybdenum

MKC 77.120.99
OKCTY 1709

MocTtaHoBneHnem MocypapcTtBeHHoro komuteta CCCP no ctaHgapTam oT 19 okTabpsa 1979 r. Jb 3989 gata BBeAeHMs

yCTaHOB/eHa
01.01.81

OrpaHuyeHne Cpoka AeiCTBUA CHATO Mo npoTokony Jlb 7—95 MeXrocyaapcTBEHHOro CoBeTa Mo CTaHAapTu3aumu,
MeTposiorun 1 ceptugmkaumm (MYC 11—95)

HacToawwii ctaHAapT yCTaHaBnMBaeT (hoTOMETPUYECKMNIA MeTog onpeAeneHns monnbaeHa (ot 210 s %
40 2+ 10 4 % Ka[oro) n pefKo3eMenbHbIX MeTannax U Ux oKUcsx ( Kpome Liepus 1 ero fiByOKnCH).

MeTof ocHOBaH Ha 3KcTpakuumn xnopodopmom monubaeHa (V1) B Buge Komnnekca ¢ cx-6eH30M0K-
CUMOM C mocnegytowein peakctpakuymeit monubgerHa (V1) pacTBOpoOM ammumaka U KaTanuTUYeCKOM feii-
cteun Mo (VI) Ha peakuUuto OKUCNeHUa opToamMHHOMenona nepokcuaom sogopoga. ONTUYECKYO MAoT-
HOCTb pacTBOpa M3MepaloT Ha (POTO3NeKTpoKoNopumeTtpe. Cofep>kaHne MonnbaeHa Haxo4aT no rpagynpo-
BOYHOMY rpaguKy.

1. OBWWE TPEBOBAHWNA
1.1. O6wue TpeboBaHUA K MeToay aHanunsa —no FOCT 23862.0—79.

2. ATMAPATYPA, PEAKTVBbI 1 PACTBOPbI

MnuTKa aneKTpuyeckas.

doToanekTpokonopumeTp ®3K-56 nan aHanornyHelii npnéop.

LinnuHapbl KBapLeBble ¢ NPUTEPTbIMKU NPOBKaMu BMeCTUMOCTbIO 15 cM3, 0TKanmbpoBaHHblie Ha 5 u
10 cm3.

CTakaHbl KBapLieBble BMECTUMOCTbIO 151 5 cM3.

BopoHKM genuTenbHble KBapLeBble BMECTUMOCTbIO 50 cm3.

Mnnetkn BmecTumocTbio | cm3.

Mepes paboToil mocygy TwiaTesbHO MOKT MeperHaHHol CepHON KWcnoToi, pasbasneHHon 1:1,
npononackmMBalT BUANCTUANATOM, MOMELLAOT B CTaKaH BMeCTUMOCTbI0 100 CM3 1 BbILEPXKMBAKOT B KUMNA-
e soge B TeyeHne 30—40 MuH.

Bymara yHuBepcanbHas UHANKATOPHAS.

Kucnota consiHaa no NOCT 3118—77, x. 4., 0,1 monb/gm3 pacTsop.

Kucnota cepHas no TOCT 4204—77, X. 4., NneperHaHHas B KBapLeBOoM annapate (0TOMpaloT cpegHue
thpakuum), pasdasneHHas 1: 1um 5 monb/gm3 pacTeop.

AMMMaK BOAHbIN 0c060i unctoTbl no MOCT 24147—80, 3 monb/amM3 pacTeop.

Conb guHatpusas aTuneHguamHH-N, N, N'. N'-TeTpayKCyCHO KUCNOTbl, 2-BOAHas (TpuioH B)
no NOCT 10652—73, x. 4., 0.05 monb/gm3 pacTeop.

Wi/lwHre oduumansHoe Mepeneyatka BoCMpeLLeHa

W3paHue ¢ N3meHeHvem Ne |, yTBep>KaeHHo! B anpene 19SSrt. (MYC 7—85).
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Hatpus rugpookuch no FOCT 4328—77, X. 4., 0.05 monb/gm3 pacTeop.

BythepHsblli pactBop pH-5,0 300 cm3 pacTBOpa YKCYCHOM KMCNOTbl MOMeLLaloT B KBapLeBYyH Konby
BMecTuMocTbio 800 cm3, npunmearoT nopuuamu 200 cm3 pacTsopa rMAPOOKUCHU HAaTPUSA, NMepemMeLlmnBatoT.

Bopopoga nepokeug no MOCT 10929— 76, X. 4., 3 %-HbIn pacTBOp: 10 cM3 mepokcuga Boopoaa
NOMELLAT B MEPHYIO KON6Y BMeCTUMOCTbI0 100 cM3, 4OBOAAT BOAOM A0 METKMW, NepemMeLlnBatoT; roToBAT
B feHb YNOoTpebneHus.

OpToamuHogeHon, 4,, 0,1 mons/am3 pacteop: 0,253 r npenapara NOMeLIAOT B KBapLEBbIA LUANHAP
BMecTMMOCTblo 35—40 cm3, npunusatoT 25 cM3 pacTBOpa COMAHON KMCNOTbI, MEPEMELLNBAOT; TOTOBAT B
[eHb ynoTpebneHus.

Xnopodgopm, Y. 4. a., ABaXAbl NeperHaHHbI B KBapLeBOM annaparte, 0T6upatT cpegHme Gpakymm.

a-6eH30MHOKCUM, Y. 4. a., pacTBOP B X/10p0hopMe C KOHUeHTpaumnein 4 r/igm3

AMMOHMNI MonnbaeHoBokucabli no FOCT 3765—78, u. 4. a.

CTaHapTHbI/ pacTBop MonmbaeHa (3anacHoi), cogepxawmii | mr/cm3 monuéaera: 1,840 r monn6é-
[EHOBOKMCNOr0 aMMOHUSA NMOMELLAIOT B KBapLEBbIA cTakaH BMeCTUMOCTbIO 100 cM3, pacTBOPSAOT B BOJE.
CofepXMmoe cTakaHa nepeBoAAT B MepHYH Konby BMecTUMOCTbto 1000 cm3, 4OBOAAT BOAON LO METKM,
nepemMeLInBatoT.

1cm3 pacTBopa cogepXxut 1 mr monmbaeHa.

PactBop monmb6aeHa, cogepxawmuini 0.1 mkr/cm3 monn6aeHa, roToBAT MocnefoBaTeNbHbIM pasbasne-
HMeM BOAOI 3amacHOro pacteopa B 1000 pas.

Pa3g. 2. (M3meHeHHas pepakyms, N3m. Ne 1).

3. MPOBEAEHWNE AHANN3A

3.1. HaBecky aHanusmpyemoii npo6bl Maccoi 0,5 r nomellarT B KBapLeBblii CTakaH BMECTUMOCTbIO
50 cm3, cMaunBatoT BOAOW, nNpunmealoT 5 cM3 5 Monb/gM3 pacTBopa CepHOl KWUCAOTbI, PacTBOPSAIOT Npu
HarpeeaHumn, oxnaxgaloT. Coaep>XXMMoe cTakaHa NepeBoAAT B AeNUTENbHYIO BOPOHKY, J0BOAAT BOAONA A0
obbema 10 cm3, npunuealdT 2 cmM3 pacTBopa a-6eH30MHOKCKMMa, 8 cM3 x10pohopmMa U BCTPSAXUBAIOT B
TeyeHne 3 MUH. OpraHuyeckyto (asy cobuparoT B KBapLeBblii CTakaH, a U3 BOAHON (ha3bl NPOBOAAT BaX-
[bl 3KCTpaKLMio MonubaeHa B TedeHMe 3 MUH, 06aBnAs KaxAblii pa3 no 2 cm3 pacTBopa a-6eH30MMOKCU-
mMa un no 5 cm3 xnopoopma. ObbeANHEHHYIO OpraHMyeckyto (hasy nepeBOAAT B AeNUTENIbHYIO BOPOHKY,
npunmealoT 5 cm3 Bogbl, | cM3pacTBopa aMMmuaka v BCTPAXMBAKOT B TedeHue 2 MUH. OpraHnyeckyto asy
OTAENAT, K BOAHOW (ase npuauBaloT No Kannam 5 monb/gm3 pacTBop cepHoi kucnotel o pH—5 (no
yHUBEpPCanbHOW MHANMKATOPHON Gymare) NepeHOCAT COAePXMMOe B KBapLEBbIA LWAUHAP BMECTUMOCTbLIO
15 cm3, foBOAAT BOLOW A0 06bema K) cM3, nepemelunBatoT.

M3 nonyyeHHoro pacteopa oTémpatoT 1cmM3 B KBapLeBblil LUANHAP BMECTUMOCTbIO 15 cM3, fo6aBns-
10T 1cm3 pacTBopa TpHAoHa b, 1cm36ydepHoro pacteopa, 0.2 cm3 pacTBopa nepokcmaa Bogopoga. 1cm3
pacTBopa OpTOaMHHO(eHONa. JOBOAAT BOLOW f0 06bema 5 cM3, mepemewnBatoT. LinnnHapel ¢ pacteopamu
Norpy>atT B KANALLYIO BOAAHYHO 6aHI0 Ha 2 MUH, 3aTeM ObICTPO OXNaXAalT 40 KOMHATHON TeMnepaTypsl.
ONTMYeCKY0 NAIOTHOCTb UCMbITYEMOr0 pacraopa U3MepaloT Ha POTOX3eKTPOKOAOPUMETPpE Npu = 490 HM
B KIOBETE C TO/LMHOW nornouwatowero ceeT cnos 10 mm. B KauecTBe pacTBopa CpaBHEHWUA MCMONb3YHOT
BOAY.

OJHOBPEMEHHO C aHanuM3oM npobbl Yepe3 BCe CTaAuy aHanuMsa NPOBOAAT KOHTPONbHbIA OMbIT Ha
peakTVBbl. 3HaYeHWe ONTUYECKOW NMOTHOCTU PacTBOPa KOHTPONLHOIO OMbITa BbIYMTAKOT U3 3HAUYEHNA ON-
TUYECKOW MNOTHOCTM UCMbLITYEMOro pacTBopa v Mo MOMYYeHHOMY 3HaYeHW0 ONTUYECKOW MAOTHOCTM Ha-
X0AAT Maccy Monmb6aeHa No rpagympoBOYHOMY rpaduKy.

3.2. MocTpoeHne rpagyMpoBOYHOro rpaduka

3.2.1. B kBapueBble fjenuTesnbHble BOPOHKY BBOAAT 1, 2, 3. 4, 5, 10 cm3 pacTBopa monmbaeHa (cogep-
Xauwero 0,1 mkr/cm3 monunbgeHa), npunmeatoT 5 cM3 5 Monb/AM3 pacTBopa CEPHOW KWUCNOTbl, JOBOAAT
BOAoi Ao 10 cm3, npunmBaroT No 2 cM3 pacTBopa bi-6€H30HOKCKMA, N0 8 cM3 Xnopodopma U BCTPAXMUBAKOT
B TeyeHne 3 MuH. OpraHnyeckyto hasy cobmpaloT B KBapLeBbIi CTakaH, a U3 BOAHON (ha3bl NMPOBOAAT
[0BaXAbl 3KCTPaKLMO MonnbaeHa B TeueHne 3 MUH, 406aBnas KaxAablii pa3 no 2 cm3 pacteopa a-6eH30-
MHOKcUMa 1 no 5 cm3 xnopotopma. O6bEANHEHHYIO OPraHNYecKyto (asy nepeBOAAT B Ae/ITeNbHYIO BO-
POHKY. npunusaloT no 5 cm3Bosibl, | cM3pacTBopa aMmuaka, BCTPAXMBAKOT B TevyeHne 2 MuH. OpraHunyec-
Kyto thasy oTgensoT. K BOAHOW (hase npuanBarOT No Kanasm 5 Monb/AM3 pacTBOP CEPHON KUCAOTbI A0
pH-5 (N0 yHuBepcanbHON UHAMKATOPHON Gymare), NepeBOAAT COAEPXMMOE B KBapLEBbIA UMAWHAP, A0-
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BOAAT BOAON A0 o6bema 10 cm3, nepemelumBaoT. B ogHy 13 fennTenbHbIX BOPOHOK BBOAAT BCE PEAKTMBbI,
Kpome monmbaeHa (HyneBow pacTsop).

M3 nony4yeHHbIX pacTBOpoB OTOMpaldT No 1 cm3 B KBapueBble UUAUHAPLI, fo6aBnsatoT no 1 cm3
pacTtBopa TpunoHa b. no 1cm36ydepHoro pacteopa, no 0,2 cm3 pacTBopa nepokcupia Bogopoaa, no Icm3
pacTBopa opToaMMHO(EeHO0Na, AOBOAAT BOAOW A0 06bema 5cm3, nepemewnsatoT. LlMnnHapbl ¢ pactsopamu
MOrpy>atoT Ha 2 MUH B KUMALLYH BOAAHY 6aHi0, nocne Yero 6bICTPO OXNXKAAOT 0 KOMHATHOW Temne-
patypbl. ONTUYeCKYH MAOTHOCTb PACTBOPOB U3MEPSAIOT HA POTOI/IEKTPOKONOPUMETPE NpKU L 490 Hm B
KIOBeTe C TO/ILLMHO nornowatoliero cBet ctos 10 MM. B KayecTBe pacTBopa CPaBHEHMUS UCMO/b3YIOT BOAY.
3HavyeHVe ONTUYECKOW MAOTHOCTWM HYNEBOro pacTBOpa BbIYUTAKOT M3 3HAYEHWI ONTUYECKOW NAOTHOCTU
pacTBOPOB LIKanbl. i3MepeHne NOBTOPAIOT NATb pa3 M3 HOBbLIX NMOPLUIA pacTBopa.

Mo nonyyeHHbIM LaHHbIM CTPOAT rpagyvpoBOYHBIA rpauK, HAHOCA Ha OCU OpAMHAT 3HaA4YeHus
OMTMYECKOW MMOTHOCTU pacTBOpa, a Ha ocn abcumcc — maccy MonnbaeHa.

OTpenbHble TOUKKM rpadmka NPOBEPAIOT NpU aHanm3e 06pasLLoB.

4. OBPABOTKA PE3YJ/IbTATOB

4.1. Maccosyto gonto monmbaeHa (.I) B npoueHTax BbIYUCAAT MO Gopmyne

T

roe /m,— macca Monu6aeHa B npo6e, Haii4eHHas Mo rpagyupoBOYHOMY rpaduKy, MKT;
T — Macca HaBecKW aHannM3nmpyemoii npobsl, T.
4.2. PacxoxeHus pe3ynbTaToB ABYX napaniefibHbiX onpeaeneHnii unn pe3ynbTaToB ByX aHann30B He

LOMKHbI NPEeBbIWaTh 3HAYEHN AOMYCKAEMbIX PACXOXAEHWIA, YKa3aHHbIX B TabnuLe.

MaccoBas gons monubgeHa. % [lonyckaemoe pacxoxpeHue, %

2¢ KI* 2+10-J
1.104 510
2+10~4 8.10-1
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