Ipynna B59

M EXTOCYAAPCTUBEHHUBbB N CTAHOAPT

PEAKO3EMEJIbHBIE METAJI/Ibl N X OKNCI

MeToza onpeaene 0/1MbaeHa 1 BO. ama
TOZ OnpefeneHus MoNnGaeHa 1 BoNMbhpam rocT

Rarc-carth metals and their oxides. 23862.28-79
Method of determination of molybdenum and tungsten

MKC 77.120.99
OKCTY 1709

MocTaHoBneHnem [rocypapcTBeHHoro ko T3 CCCP no ctaHgapTtam oT 19 oktabps 1979 r. Ne 3989 pata BBeaeHUs
yCTaHOB/IeHa
01.01.81

OrpaHuyeHne CpoKa feiicTBMA CHATO no mpoTokony Ne 7—95 MexrocyaapcTBeHHOro coBeTa MO CTaHAapTa Tauuu.
meTponoruu u ceptudukayum (MY C 11—95)

HacTosAwuii ctaHaapT ycTaHaBMBaeT (hOTOMETPUYECKUIA METOZ, OnpesenieHns MoanbaeHa n Bonbg-
pama (0T 2+ 10 *% 10 3+ 10 2% Kaxaoro) B peKO3eMe/IbHbIX MeTaniax v UX OKUCAX (KpOMe Liepust 1 ero
[BYOKMCH).

MeTog OCHOBaH Ha NOCNeA0BaTeNbHOW 3KCTPaKLMW X/TI0POCOPMOM OKPALUEHHbLIX KOMMIEKCHbIX
COefiMHeHWN MonmbaeHa nnm BonbMpama ¢ JHTUOAOM C NOCNeAYIOWUM U3MEPEHNEM ONTUYECKONW NNoT-
HOCTW 3KCTPakToB. Cogep>kaHne MonbAeHa 1 BONb(PaMa HaxoAAaT No rpagyvpoBOYHbIM rpadunkam.

1. OBWWE TPEEOBAHW/A

1.1. O6uwwe TpeboBaHusa K mMeTody aHanusa —no FOCT 23862.0—79.

2. AMNMAPATYPA, PEAKTVBbI N PACTBOPbI

doToanekTpokonopumetTp ®3IK-56 nnm aHanornyHbI.

MnnTKa anekTpmyeckas.

Kon6bl mMepHble BMecTUMOCTbIO 100 1 1000 cm3,

Kon6bl KoHMYeckne BMecTumMocTbio 100 cM3

Mnnetkn BmectumocTbio 1, 5 n 10 cm3.

BopoHKY fenunTensbHble BMECTUMOCTBIO 50—75 cM3.

Kucnota consHaa no MOCT 3118—77, X. Y., KOHLEHTPMUPOBaHHasA U pa3baBneHHas 1: 2.

Kucnota cepHas no NOCT 4204—77, x. 4,, pa3baBneHHas | : 4.

Bogopoga nepokcug no FOCT 10929—76. X. u.

Hatpus rugpookuck no FOCT 4328—77, u. 4. a., 2 Manb/Am3 pacTeop.

LinHk-gutuon (3,4-aMmepkanToTonyona LUHKOBas Cob), Y. 4. a., pacTBOp € KOHLeHTpaumein 10 r/gm3
B 2 MO/Ib/AM3 pacTBOpe rMAPOOKUCK HATPUS, rOTOBUTCSA BAEHb YNoTpebneHus.

CMmecb pacTBOpa NMHK-AUTNONA C CONAHON KncnoToit: K 300 cM3pacTBOpa COMAHOM KUCNOTbI, pa3bas-
NeHHOR | : 2. npuannatoT 25 cM3 pacTBopa LWLWK-AHTUOMA. NP 3TOM MOMTy4aeTCs TOHKas MyTb AMTUONA.

Yrnepog yeTblpexxnopuctblii o FOCT 20288—74. u. 4. a.

Kucnota ptopuctosogopogHas no FOCT 10484—78, x. u.

TutaH meTannnyeckuin mapkun BT 1—00.

TutaH (111) cepHOKMCAbINA, pacTBOP C KOHUeHTpauuei 10 r/am3. 1T meTannnmyeckoro TutaHa pa-
CTBOPAIOT Npn HarpeBaHuu B 100 cm3 cepHoli KMCNOTbl, pasbaBneHHoil 1 : 4. ¢ pobaBneHnem 2 cm3
(hTOPMCTOBOLOPOAHOW KNCIOTbI: FOTOBAT B ieHb YNOTPebneHus.

Wi/wHve odmupansHoe MepeneyaTtaH BoCMpeLLeHa

M3paHue ¢ Mi3meHeHnem Ne |. yTBep>KAeHHbIM B anpene 1985r. (MYC 7—85).
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FOCT 23862.28-79 C. 2

AMMOHUIT MmonnbaeHoBoKMCAbIA o TOCT 3765—78, X. u.

CraHfapTHbI pacTBOp MonmbaeHa (3anacHoit), cogepxkawmin | mr/cm3 monnbaeHa: 1,840 r monmbae-
HOBOKHC/I0r0 aMMOHMWSA PacTBOPSIOT B BOZE, PacTBOP MEPEBOAAT B MEPHYHO KONby BMeCTUMOCTbIO 1000 cM3
[OBOAAT BOAOW O METKM U MepeMeLLmBaroT.

PacTBop mMonn6aeHa, cogepxawmii K) Mkr/cm3 Monnb6aeHa, rotoBsT B jeHb YNoTpebneHns pas6as-
NeHVeM CTaHAapTHOro pacTeopa Bogoli B 100 pas.

Hatpuin BonbgpamoBokucabiii no FOCT 18289—78.

CTaHfapTHbI pacTBop Bonbpama (3anacHoii), cogepxxawuii 1mr/cm3Bonbtpama: 1,7941 r Bonbpa-
MOBOKMC/IOTO HaTpus PacTBOPSIOT B BOAE; PacTBOP MEPeBOASAT B MePHYH Konby BMeCTUMOCTbIO 1000 cm3
[l0BOJAT BOZON 40 METKM U MNepeMeLLnBatoT.

PactBop Bonb(pama, cogepxxawmii 10 Mkr/cm3 Bonbhpama, roToBAT B AeHb ynoTpebieHns pa3bas-
NEeHMEM 3anacHoro pactsopa Bogoii B 100 pas.

Pasa. 2. (M3meHeHHas pegakums, Mam. Ne 1).

3. MPOBEAEHNE AHAJIN3A

3.1. HaBecky aHann3upyemoii npobbl Maccoii 0.1 1 (B 3aBMCMMOCTM OT COAEPXaHWs onpesensieMblX
3/1EMEHTOB) MOMELLAIOT B KOHWYECKYIO KONby BMeCTUMOCTbO 100 cM3 406aBnstoT 5 CM3 KOHLEHTPMPO-
BaHHOW CONSHOM KUCNOTbl. 3—4 Kannau nepokcuaa BOLOPOAA W pacTBOPAIOT MpW HarpesaHwuu. [locne
MOSIHOrO PacTBOPeHUS NPo6bl PacTBOP KUMNATAT A0 MPEKPaLleHUs BblAeNeHns Ny3bipbKOB KUC0POAa,
OX/IKAAKT 40 KOMHATHON TemnepaTypsbl, f06aBnstoT 25 cM3 cMecu pacTBopa MHHK-AWTNONA C CONAHON
KUCNOTON, nepeMeLLnBatOT. PacTBOp BblAep>XMBAOT B TeueHne 30 MUH, NePUOSNYECKN NepeMeLLnBas ero.
3aTem pacTBOpP MEpeBOAAT B AENUTENbHYHO BOPOHKY BMECTUMOCTbIO 50—75 cm3, f06aBnsaoT 5 cM3 YeTbipex-
XNOPHCTOrO Yrniepoja v aKCTparupyoT KOMMIeKC MonnbaeHa ¢ AUTUONOM. BCTPAXMBASA BOPOHKY B TeYeHMe
2 MuH. Mocne paccnamBaHWA XWAKOCTEN OPraHUYecKuii Cnoi uabTPYIOT Yepes CyXoi (hubTP B KIOBETY C
TONWMHOW nornowatouiero ceet ¢nosa K) MM (BOAHbIM C/IOW OCTaBNAKOT A1 ONpefeneHns BoNbdpama).
ONTMYECKYIO0 NNOTHOCTbL U3MEPAIOT Ha POTO3NeKTpoKonopHMeTpe P IK-56 npu Araax 1630 HM. B kavecTse
pacTBOpa CpaBHEHWS UCMOMb3YIOT YETbIPEXXOPHCTLIA yrnepod. O4HOBPEMEHHO C aHaIM30M Npobbl Yepes
BCE CTafMM aHanu3a NpOBOAAT KOHTPO/bHLIA ONbIT Ha peakTuBbl. MOMyYeHHOe 3HAYeHWE OMTUYECKON
NA0THOCTW KOHTPO/IbHOMO OMbiTa BbIYMTAIOT M3 3HAYEHUS ONTUYECKOW NIOTHOCTM UCTLITYEMOrO pacTBopa.
3HayeHMe ONTUYECKON anoTHOCTM PacTBopa KOHTPO/LHOIO ONbiTa He JO/KHO npesbiwats 0.03. B npo-
TUBHOM C/ly4ae peakTuBbl 3amMeHsA0T. Maccy MonnbaeHa Haxo4aT No rpagynpoBoOYHOMY rpaduKy.

3.2. MocTpoeHne rpafyMpoBOYHONO rpagmka

B KoHnyeckue konbbl BMecTumocTbio 100 cm3BBogaT no 0.2; 0.5; 1,0; 1,5; 2,0; 2,5; 3,0 cm3 pacTeopa
monunbaeHa (cogepxawiero 10 mkr/cm3 monnbaeHa), fo6asnaoT 25 cM' cMecn pacTBopa LUMUKAUTMONA C
CONMAHOW KMCNOTOW, NepemelLnBatoT. PacTop BbigepxumBatoT 30 MUH, NEPUOAMNYECKM NepemelLmnBas ero.
3aTem pacTBOp NEpeBOAAT B ANUTE/IbHYH BOPOHKY BMECTMMOCTbI0 50—75 cM3, f06aBnstoT 5 cm3ueTbipex-
XNOPUCTOrO YrNepofa U aKCTparnpyroT KOMMNIeKe MoninmbaeHa ¢ AUTUONOM, BCTPAXMBASA BOPOHKY B Teve-
HWe 2 MuH. lMocne paccnavBaHWA XWAKOCTEA OpraHWMYecKWin cnoil uAbLTPYHOT Yepe3 Cyxoi (unbTp B
KIOBETY C TO/ILLMHOI MOrnoLatoLLero cBeT cnos 10 MM 1 M3MepA0T ONTUYECKYO NIOTHOCTb Ha POTO3NEK-
rpokonopumetpe npu Amixg630 HM. B kayecTBe CpaBHEHWS UCMONb3YIOT YeTbIPEXXIOPUCTBINA YIepoa.

B oaHy 13 kon6 BBOAST BCE peakTWBbI, KpOMEe pacTBopa MonubaeHa (HyneBoil pacTBop). 3HauyeHume
ONTWYECKOW MAOTHOCTU My/IeBOI0 PacTBOPA BbIYMTAIOT U3 3HAYEHMWIA ONTUYECKMX MAIOTHOCTEA pacTBOPOB
LWKanbl. Vi3MepeHne NOBTOPAIOT NATH Pas 13 HOBbLIX MOPLMIA pacTBopa.

Mo MoMyYeHHbIM AaHHbIM CTPOAT FPajyMpOBOYHbIN FpadiMK, HAHOCA Ha OCWM OpAMHAT 3HayeHws
ONTWMYECKOW NAOTHOCTK, & Ha 0cu abcunce — Maccy MonubaeHa B MKT.

OTfefNbHble TOUKM rpafka NPOBEPSIOT He peXxe O4HOr0 pasa B MecsL.

3.3. BogHbIli cnoit nocne aKCTpakuum monmbaeHa NOMeLLaT B KOHUYECKYHO KONBY BMECTUMOCTLIO
100 cm3 ynapusatoT go f 10 cm3 po6aBnsoT 25 cM3 KOHLEHTPUMPOBAHHOW CONsSIHOM KucnoTtbl, 10 cm3,
pactBopa CEepHOKMC/IOFO TUTaHa, BbIAEPXUBAKOT Ha BoasHoi G6aHe npu 70—80 ‘C B TeyeHne 10 MUH,
[06aBNAT 2 cM3 CMecH pacTBOpa MUHK-AUTNOMA C CONSAHOM KUCMOTOW W HarpesatoT B TedeHue 10 MUH.
PacTBop oxnaxaaloT O KOMHATHOW TemnepaTypbl, NepeBOAAT B A€NUTENbHYH BOPOHKY BMECTMMOCTHIO
50—75 cm3, fo6aBnAOT 5 cM3 YETbIPEXX/IOPUCTONO Yraeposa W 3KCTParnpyrT KOMMEKC Bonb(pama C
OUTNONOM, BCTPSXMBAs BOPOHKY B TeUeHWe 2 MUH. locne paccnamBaHus XXUAKOCTeW, OpraHnyeckuii cnoi
(UbTPYIOT Yepes Cyxoi uNbTP B KIOBETY C TO/LLMHONA NOrMoLaoLero ceeT ¢os 10 MM 1 n3MepsioT
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C. 3TOCT 23862.28-79

ONTUYECKYIO NNOTHOCTb Na POTOINEKTPOKONOPUMETPE MpK 0630 HM. B kavecTBe pacTBopa CpaBHEHMA
MCMONb3YIOT YETbIPEXXOPUCTbIA Yrepos,.

O[fHOBPEMEHHO C aHanM3oM Mpobbl Yepes BCe CTafuK aHanusa NPOBOAAT KOHTPO/IbHBIN OMbIT Ha
peakTuBbl. ONTUYeCKas MIOTHOCTb KOHTPO/ILHOrO pacTBopa He Ao/mxHa npesbiwarts 0.02. B NpOTUBHOM
C/lyyae 3aMeHAI0T PeaKTUBbI.

ONTWYeCKYto NIIOTHOCTb KOHTPO/IbHOIO PacTBopa BbIYMTAIOT M3 3HAYEHWA OMTUYECKOW MIOTHOCTM
UCNbITYeMOro pacteopa. Maccy Bonb(pama HaxofAaT no rpagyvpoBoYHOMY rpadmky.

3.4. TocTpoeHve rpagyvpoBOYHOIO rpatuka

B KoHMuYeckme Konbbl BMecTumocTbio 100 cm3BBOAAT No 0,2; 0,5; 1.0; 1.5; 2,0; 2.5; 3,()cm3pacTBo-
pa Bonbpama (cogepxxaiiero 10 mkr/cm3 Bonbdpama), 406aBNAT 25 CM3 KOHLEHTPUPOBaHHOW cons-
HOM KuncnoTbl, 10 cm3 pacTBopa CEPHOKMCIONO TUTaHa, BbIAEPXUBAKOT Na BoasHoN 6aHe npu 70—80 ‘C B
TeyeHune 10 MuH. 3aTeM f06aBNAOT 2 CM3CMECU pacTBOpa UHHK-AUTWNOMA C CONSIHOM KUCMOTONM U HarpeBsa-
10T ewe 10 MMH. PacTBOp OXNaXAaroT 0 KOMHATHOW TemnepaTypbl, NepeBoAAT B AeNMTENbHYIO BOPOHKY
BMECTMMOCTbH 50—75 cMm3, 06aBNAT 5 CM3 YeTbIPEXX/IOPHCTOrO Yriepoja M 3KCTparupytT KOMMIEKC
BO/Ibhpama C JUTUOSIOM, BCTPAXMBAA BOPOHKY B TeueHue 2 MUH. [locne paccnamBaHus XWLKOCTeld opraHu-
yeckuii cnovi uAbTPYIOT Yepes CyXoi (mnbTP B KIOBETY C TOJILMHOW NoraowatoLiero ceet cios 10 Mm u
N3MEPSIOT OMTUYECKYIO MI0THOCTL Ha (hOTO3NEKTPOKOIOPUMETPE NpK [630 HM. B KauecTBe pacTBopa
CPaBHEHWS UCMOMbL3YIOT YETbIPEXXIOPUCTBIV YIepog.

B ogHy 13 KOn6 BBOAAT BCE PeakTMBbLI, KPOME pacTBOpa Bofb(pama (HyneBol pacTBop). 3HaueHue
ONTWYECKOW MAOTHOCTW HY/EBOIO PacTBOPA BbIUMTAIOT U3 3HAYEHWUIA ONTUYECKMX al0THOCTEN PacTBOPOB
WKabl. Mo NonyvyeHHbIM JaHHbIM CTPOAT rpafyyMpoBOYHBIA rpatnk, HAHOCA Ha OCW OPAMHAT 3HaYeHUs
ONTWYECKOW MAOTHOCTW PacTBopa, a Ha ocu abCLucc — maccy Bofb(pama.

OTenbHble TOUKN rpagnka NPOBEPAIOT HE PeXXe OAHOro pasa B MecsL.

4. OBPABOTKA PE3YJ/IbTATOB

4.1. Maccosyto gonto MmonnbaeHa nnm Bonbgpama (T) B NPOLEHTaX BbIYUCAAT MO hopmyse

T

rge T,— Macca monubaeHa (Bonbpama) B 06pasLie, HaifeHHas MO rpasyvupoBOYHOMY rpadnKy, MKT;
T —Macca HaBecKn aHanuampyemoi npobebl, T.
4.2. PacxoxeHuns pe3ynbTaToB [BYX NapannefbHbIX OnpeAeneHuin unm pesynbTaToB BYyX aHann30B8 He
[OMKHbI MPeBbILIATh JOMYCKaeMblX PAaCXOXAEHWI, YKasaHHbIX B Tabiue.

MaccoBas gons monunbaeHa (Bonbdpama). % fonyckaemoe pacxoxpaeHue, A
210" |« KI4
5103 1+UI3
3-io-J 5- KI'3
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