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Mertop onpepenenus monubaeHa

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

\

Nocranorneswem FocysapcrBenHoro xommurera CCCP o cravpapram of 19 okrabps

1979 r. Ne 3989 cpok AcHCTBMN YCTaHOBNEH
¢ 01.01.1981 r.

Ao 01.01 1986 r.

HecoGniopenne cranpapra npecneflyercs No 3aKoHy

Hacrosmuii craHaapr ycraHaBJMBaer Q)OTbmeTpmqecxnﬁ MeTon
onpegenenns mMoau6aena (ot 2+ 10-% no 2 - 10-%%) B peakoseMelb-
HBIX MeTaJJ1aX H HX OKHCAX (KpoMe LepHs H ero XBYOKHCH).

Meto OCHOBaH Ha 3KCTpakuuu xaopodpopmom Moaubaena (VI)
B BHJe KOMIUIEKCAa ¢ «-GeH30MHOKCHMOM C NOCJeAyiollefi pesxcTpak-
uued Monsbaesa (VI) pacTBopoM amMMuaka M KaTaJUTHYECKOM JefcT-
BuHE Mo (VI) Ha peakuuio OKHC/IEHHS OPTOAMHHO(DEHOJA NEPEKHCHIO
Bojopofa.-OnTuYeckyio IJIOTHOCTb PacTBOPa H3MepSIOT Ha (HOTOIJIEKT-
pokosopuMerpe. Comepxanue MOnHGLeHA HaxoAAT TIO FPaLiyHpOBOU-
HOMY TpaduKy. :

1. OBLUME TPEBOBAHMSA

{.1. O6wre TpeGoBanus K Meroxy ananusa — no 'OCT 23862.0—
79.

2. ANINAPATYPA, PEAKTHBbI U PACTBOPbBI

[Inutka 3neKTpHUECKAH.

®orossektpokoiopuMerp ®IK-56 uan aHamoruyHb 1pHGOP.

Huausape KBapueBhle ¢ IPHTEPTHIMH NPOGKAMH  BMECTHMOCTBIO
15 M1, oTkanuGposantbie Ha 5 u 10 M.

CrakaHb! KBapleBble BMECTHMOCTBIO 15 u 5 Ma.

BOpOHKH JeJHTeNbHBEe KBapLeBhie BMECTHMOCTbIO 50 MJI.

Ilunetky Ha 1 MJa.

flepeneuarka pocnpeilieHa

ﬂsnauue opuuMansHoe
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rocCrt 23862.29—79 Crp. 2

Ilepen paboroit mocyny TIATENbHO MOIOT IIeperHaHHOH  CcepHO#
KHCJIOTOH, pasGaBiaeHHOH 1: 1, mpomosacKHBaOT OGHAHCTHIIISTOM, IO-
MeIaloT B cTakaH BMecTHMOCTbio 100 MJI M BHIIEpPKHBAIOT B KHNAIIEH
Bojie B TeueHHe 30—40 muH.

Bymara yHuBepca/ibHas HHIHKATODHASA. |

Kucnora congnas mo F'OCT 3118—77, x. u., 0,1 H. pacTBOp.

Kucinora cepnas no T'OCT 4204--77, x. 4., neperHanHas B KBap-
ueBoM ammnapate (oT6HpaloT cpegHHe ¢ppakuun), pasGasaerHas 1:1 u
5 M pacrtBop.

Ammnak BogHul, oc. 4., 3 M pactBop. :

Coab punarpueBas stunenguaMud-N, N, N’, N’-rerpaykcycuo#
KUCsoTH, 2-BojHag (tpusion B) mo I'OCT 10652—73, x. u., 0,06 M
pacTBop.

Harpust ruppooxucs mo 'OCT 4328—77, x. 4, 1 H. pacTBop.

Kuciora ykcycuas, oc. 4., 1 H. pactsop.

*  DBydepumit pactsop pH-50 300 ma pacTBopa YKCYCHOH KMCJIOTHI
NOMEWAanT B KBaplUeByl Koaly BMecTHMocTbio 800 Mi, MpuinBaioT
nopuusiMu 200 Ma1 pacTBOpa rHAPOOKKCH HATPHS, MEpeMelIHBAIOT.

Bogopona nepekucs mo I'OCT 10929—76, x. u., 3%-HuIil pacTBOp:
10 M1 mepexucH BoAOpOAa MOMEIAIOT B MEPHYIO KOJIGY BMECTHMOCTBIO
100 mn, moBo;sT BOAOH 1O METKH, NEpPeMEelIUBAIOT; TOTOBAT B AEHb
yrnoTrpebJeHus.

Oproamunodenos, 4., 0,1 u. pactsop: 0,253 r mpenapata momerma-
I0T B KBapUEBBIA LMIMHID BMECTHMOCTbIO 35—40 M, NpHAHBAIOT
25 MJ pacTBOpa COJSTHOH 'KMCJIOTH, NEpEeMEeINHBAIOT, FOTOBAT B JEHb
ynorpebJaeHus. ‘ _

Xzopoopm, 4. X.-a., ABaXKAH NePErHAHHHI B KBApIEBOM aNIapa-
T€, OTGHPAIOT CPeJHHE (PPaKIHH.

Anbda-6eH30HHOKCHM, 4. A. a., 0,4% -Huli pacTBOp B xJopodopme.

Ammounuit MoHOGAeHOBOKHCAKH o ['OCT 3765—78, u. &. a.

CrannapTHelii pactBop Mosiu6aeHa (3amacHod), cojepxamui
1 mMr/ma Momu6aena: 1,840 r MoauGLEHOBOKHCAOTO aMMOHHS ToMenia-
I0T B KBapUEBEIH CTaKaH BMeCTHMOCTbio 100 MJ, pacTBopsioT B BoOje.
CozepxuMoOe CTakaHa NepeBONAT B MEPHYIO KOJNGY BMECTHMOCTBIO
1000 mJ1, 1OBOZAT BOLOH A0 METKH, IepeMemyBaloT.

1 mMJa1 pacTBOpa comepxuT 1| Mr Mosu6iena.

Pacreop monuGpena, comepxamuit 0,1 MKT/MJ MoauGAEHa, roTo-
llaggogocneAOBaTeanbrM pas0aB/ieHHeM BOJOH 3aIacHOTO pacTBopa B

pas. *

3. NMPOBEAEHME AHANM3A

3.1. Hasecky anaausmpyemoii mpo6si maccoit 0,5 r nomemaiotr B
KBAapUEBHIH CTaKaH BMECTHMOCTbIO 50 MJI, CMauHBAIOT BOAOM, TIpHJH-
BaioT 5 M 5 M pacTBopa CepHOi KHCJIOTH, PaCTBOPSIOT NIPH Harpe-
HuH, OXJaxXnaoT. CONepKHMOe CTaKaHAa NepeBOLAT B JLEJHTEIBHYIO
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Crp. 3 TOCT 23862.29—79

BOPOHKY, LOBOAAT BOAOH jJo o6bema 10 MJ, NpHAHBAIOT 2 MJ PacTso-
pa anbda-GeH30HHOKCHMA, 8 MJ xJopodopMa ¥ BCTPSXHBAKOT B Tede-
Hre 3 MuH. Opramuueckyio ¢asy co6GHpalOT B KBapUEBHI CTaKaH, a H3
BOZHOH (a3el NPOBOAAT ABAXKAH SKCTPAKIHIO MOJHOAEHA B TEUEHHE
3 MuH, 106aBJAA KaXABH pa3 mo 2 MJ pacTBopa ajbda-6eH30HHOK-
cuMa ¥ 1o 5 ma xjopodopma. O6beauHeHHYI0 OpragHdecKyio Ghasy me-
PEeBOIAT B AEJINTEJIbHYI0 BOPOHKY, IPHJAHBAIOT 5 MJ BOAH, 1 MJa pacT-
BOpa aMMHMaKa H BCTPAXHBAawT B TeueHHe 2 MuH. OpraHuveckyio $asy
OTHENSIOT, K BOAHOH ¢ase NpUAHBAIOT MO XamwisiM 5 M pacrsop cep-
HOH KumcaoTh 1o pH—5 (mo yHuBepcasbHOH WHAMKATOpPHOH GyMmare).
NEPEeHOCAT COJepKUMOoe B KBapLEeBHH LHJIMHAD BMECTHMOCTbIO 15 Mua,
JOBOJAT BOAOH Ao oObeMa 10 MJ, nepememInBaloT.

W3 mosmyuenHoro pacrBopa oT6HpalOT 1 MJ B KBapueBulfi LHJIHHAP
BMecTHMOCTbIO 15 MuI, mobaBasior 1 MJa pacTBopa TpuaoHa b, 1 ma
6y¢epHoro pacrsopa, 0,2 M pacTBopa NMepeKHCH BOAOpOAa, 1 ma pa-
CTBOpa OpTOaMHHO(EHOoJNa, JOBOAAT BoAol no o6bema 5 MJ, mepeme-
muBaioT. LIUAHHADPH ¢ pacTBOpaMH NOTPYXKalOT B KUNSIIYIO BOASHYIO
6anio Ha 2 MHuH, 3aTeM OBICTPO OXJaXHAIOT N0 KOMHATHOH TeMnepa-
Type. ONTHYECKYI0 IJIOTHOCTb MCIBLITYEMOr0 PpacTBOpa H3MepsilOT Ha
(OTO3/JIEKTPOKOJIOPUMETPE NPH Apax =490 HM B KiOBeTe C TOJIHHORK
noraouiaiomero cBet <aos 10 MM. B KawecrBe pacTBopa cpaBHeHH#
HCIOJB3YIOT BOAY.

OnnoBpeMeHHO C @HAJH30M NpOOH 4epe3 BCe CTAfHH aHAJH3a IIPo-
BOAAT KOHTPOJBHBIH ONHT Ha PEaKTHBH. 3Hau€HHEe ONTHYECKOH ILIOT-
HOCTH pacTBOPa KOHTPOJBHOTO ONHITA BHYHTAIOT M3 3HAUEHHS ONTHUE-
CKOjf MAOTHOCTH HCIBLITYEMOTrO PacTBOpa H IO NOJYYEHHOMY 3HAUEHHIO
ONITHYECKOX IUIOTHOCTH HaXOAAT MacCy MOJHOIAeHa IO TI'paiyHpoBOdU-
HOMY rpaguky.

3.2, TlocTpoeHHe TPDagyHPOBOYHOro rpacdukKa

3.2.1. B kBapueBble AeJUTeNbHBIE BOPOHKH BBOAAT 1, 2, 3, 4, 5,
10 man pactBopa Moaubaena (cogepxamero 0,1 Mxr/ma moaubiena),
NPpUAHBAIOT 5 Ma 5 M pacTBopa CepHOH KHCIOTH, AOBOAAT BOXOH IO
10 My, mpuanBalOT Mo 2 MJ ‘pacTBopa ajbda-0eH30HOKCHMAE, 10 8 MJ
XJI0poopMa M BCTPAXMBAIOT B TedeHne 3 MHH. OpraHnueckyio ¢a-
3y coOHpaIOT B KBaplEBHIl CTaKaH, a U3 BOAHOM (pa3nl MPOBOAAT ABAXK-
IBl 9KCTPAKUHIO MOJIMOLEHAa B TeueHHe 3 MHH, H06aBass KaxkIblj pas
o 2 Ma pacrBopa aab(a-6eH30HHOKCMMa H 1o 5 Ma xjaopodopma.
‘O6beIMHEHHYI0 OPTraHHYECKYI0 (asy MepeBOAAT B JEJIHTENbHYI0 BOPOH-
Ky, IPUJHBAIOT 1O 5 MJ BOAHL, 1 MJ pacTBopa aMMuaka, BCTPSXHBAIOT
B Teuenne 2 muH. Opranuueckyio ¢asy orgeaswor. K Boguo#t odase
NPUJIMBAIOT 1O Kanmaam 5 M pacrBop cepHolt kucaotw go pH-5 (mo
VHHBepCa/bHOH HHAMKATOPHOH OyMare), NMepeBOISAT COXEPIKHMOE B
KBapUEBHIH LHAMHID, NOBOAAT BOAOA N0 o6bema 10 Ma, mepemem-
BaloT. B onHy W3 dequTeNbHBIX BOPOHOK BBOLSIT BCE PEAKTHBH, KpPOMe
mosubena (HyJeBol pacTBop).
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M3 nonyueHHHX pacTBOpPOB OoT6HPAIOT MO 1 M B KBapleBhe LH-
JNHHAPHL, A00aBasioT no 1 Ma pactsopa Tpuaona b, mo 1 ma Gydep-
HOrO pacTBOpa, mo 0,2 MJ pacTBOpa MepeKHCH BOAOPOAa, mo 1 mu pa-
CTBOpa OpTOaMHHO(EHONA, JOBOAAT BoJo#l fo oGwveMa 5 MJ, mepeme-
wHBaloT. IIuAHHAPH C PACTBOPAMH MOTPYXKAIOT HA 2 MHH B KHNAINYIO
BOJsiHYI0 6aHIo, Tiocse 4ero GhCTPO OXNAXKAAT A0 KOMHATHOH TeMIe-
parypbl. ONTHYECKYIO IVIOTHOCTH PacTBOPOB H3MEpPSHIOT Ha ()POTOINEKT-
pOKoNOpUMeTpe NPH Apax~=490 HM B KiOBETe C TOJIIMHOA MOrJIOmal0-
nlero cser ¢jog 10 MM. B katecTBe pacTBOpa CpaBHEHHS HCNOAB3YIOT
BoLy. 3HayeHHe ONTHYECKOH IIOTHOCTH HYJIeBOIO PacTBOpa BHIYHTa-
10T H3 3HAYEHHH ONTHYECKOH IIOTHOCTH PACTBOPOB MaKiH. FaMepeHue
NOBTOPAIOT NATb Pa3 M3 HOBHIX MOpuUHMH pacTBopa. '

Tlo moNly4eHHHM JaHHBIM CTPOSIT IpaAyHPOBOYHBIE rpadux, HaHO-
' CA HA OCH OpPAHHAT 3HAUEHHS ONTHUYECKOM NJIOTHOCTH pacTBOpa, a Ha
ocH abcnucc—macey MoJaubaena.

OTpeavHne TOYKH rpaduka IpOBepSIOT WPH aHaJjH3e 06pasnos.

4. OFPASOTKA PE3YJNBTATOB

4.1, Maccosylo moaio MoauGaeHa (X) B NpoOneHTaX BHTHCAAIOT
no dopmyae ; '

m _
Xx=21 1074,

rae m;— Macca MoJHGIeHa B mpobe, HafijeHHas 1O TPalyHpPOBOTHO-
My rpaduky, Mxr; '
m-—Macca HaBeOKH aHaJH3HpyeMoil npolw, T.
4.2, PacxoX/JeHHs DPe3yJbTaTOB ABYX NapaJlIeJbHHX OmpegeneHuft
H Pe3yJbTAaTOB ABYX AHAJIH30B HE AO/KHH NPEBHIIATb 3HAYeHUH Komy-
OKaeMHX pacxOXAeHHH, yKa3aHHHX B TabJauIe. :

MaccoBas 20as MOXHGAEeHa, % JlonyckaeMue PacXoAEHMS, %
2.10~6 . - 2.10-5
14104 5.10-8

2:10—4 8.10-5
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