I'pynna B59

M E X T OCYJIDAPC CT BEMUHMHTGB HA CTAHIATPT

PEAKO3SEMEJBHBIE METAJLJIbBI 1 UX OKUCHU

Mertoa onpenenenusa MOJIUOAeHA U BOIb(ppama

rocrt

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

MKC 77.120.99
OKCTY 1709

IHocTranoBaeauem I'ocynapcTBennoro komurera CCCP nmo crasgapram ot 19 oktadpa 1979 r. Ne 3989 nara BBenenusn

YCTAHOBJIEHA
01.01.81

OrpannyeHne Cpoka AEHCTBUA CHATO N0 NPOTOKOaY Ne 7—95 MeXrocyaapCcTBEHHOr0 COBETA MO CTAHJAPTH3ALUM,
meTpoaorad u cepruduxkammu (MYC 11-95)

Hacrosmmmii ctaHgapT yctaHaBiIuBaeT (POTOMETPUUECKUN METOH OIIpeacIeHUS MOJINOIeHA U BOIb(-
pama (o1 2+ 107* % 1o 3 - 1072 % KaxkIoro) B PeAKO3EMEIBLHBIX METAIUIAX U UX OKMCIX (KPOME LIEPUS U €TO
IBYOKMCH).

MeTon OoCHOBAH Ha IIOCIEHOBATEIbHON SKCTPAKIIMU XI0POPOPMOM OKPAILIEeHHBIX KOMIUIEKCHBIX
COCMIMHEHNI MOJINOIeHA WX BOJIb(PpaMa ¢ JUTHOJIIOM C ITOCIEAVIOIINM U3MEePEHNUEM OIITUYCCKON TIIOT-
HOCTHU 3KcTpakToB. ComepxaHue MOJIMUOAeHa U BoJdbdppaMa HAXOOAT 110 I'PAILYUPOBOUYHBIM I'papuKaM.

1. ObIINE TPEBOBAHMUWA

1.1. Obmue tpedboBanus K merony aHaimnsa — 110 ['OCT 23862.0—79.

2. AIIITAPATYPA, PEAKTHUBbBI U PACTBOPbDI

DoTosnexTpokoiropumerp PHK-56 mim aHATOTUMYHBIN.

[ mnTka snexrpuyeckas.

Konbsr mepHabie BMecTuMocThio 100 u 1000 o’

Konbsl koHnueckue sMectTuMocTbio 100 cM?.

[TuneTk BMeCcTUMOCTBIO 1, 5 1 10 cm?.

BOpOHKM IeUTETBHBIE BMECTUMOCTEIO S0—75 M.

Kuciora comngnasg rno 1OCT 3118—77, X. 4., KOHUEHTPUPOBAHHAA U pasbasiieHHad 1 : 2.

Kuciaora cepnag rmo 1 OCT 4204—77, x. 4., pazdoasieHHadg 1 : 4.

Bonopona nmepoxcun io ['OCT 10929—76, x. 4.

Harpuga ruppooxucs 1o T'OCT 4328—77, u. 1. a., 2 MOJIL/IM> PacTBoOp.

[TuHK-auTtron (3, 4-IMMEPKAIITOTOIYOJIA LIMHKOBAM COJIb), Y. II. 4., PACTBOP ¢ KOHLEeHTpauuen 10 r/om>
B 2 MOJIb/IM> PACTBOPE THUIPOOKUCU HATPUS, TOTOBUTCH B I€HD YIIOTPEOICHUS.

CMeCh pacTBOPAa LMHK-IATHOJA C COJISTHOM KUCIOTOM: K 300 cM? pacTBOpa COJISTHOM KUCIIOTLI, Pa36aB-
jgeHHo# 1 : 2, mpwmBaioT 25 ¢cM? pacTBOpa UHK-IUTHAOJIA, ITPYA STOM ITOJIYIAETCH TOHKAS MYTh AATHOJIA.

Yrirepon gerbipexxoiopuctbin 110 1 OCT 20288—74, 4. a. a.

Kuciora propucrosomoponHas rmo [ OCT 10484—78, x. 4.

Turan merasummueckunn mapku BT 1—00.

Turan (II1) cepHOKMCHBINA, pacTBOp ¢ KOHUeHTpauuein 10 r/mM>. 1 T METAUIMYECKOIO TUTAHA Da-
CTBODSIOT ITpu HarpeBanuu B 100 c¢cM’ cepHOM KMCIOTBI, pasbasieHHou 1 : 4, ¢ mobaBiieHUEM 2 CM°
(pTOPUCTOBOTOPOOHON KUCIOTEI, TOTOBIT B ACHb VIIOTPEOJICHNS.

HN3nanMe opuIEaAIbHOE IlepeneyaTka BOCHpeEmeHA

H3z0anue ¢ HUsmenenuem Ne 1, ymeepocdennoim 6 anpene 1985 e. (UHYC 7—&5).
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I'ocCT 23862.28—79 C. 2

Avmounii monuoaeHoBokucasii o 'OCT 3765—78, x. u.

CraHgapTHBIA pacTBOP MOIMOIEeHA (3ar1acHo), comepxamwmii 1 Mr/em? monmubaeHa: 1,840 r moymobae-
HOBOKMCJIOTO AMMOHMS PACTBOPSIOT B BOIE, PACTBOD IIEPEBOILT B MEPHYIO KOJIOY BMeCTUMOCTEI0 1000 e,
IOBOIAT BOIOW OO METKU U TIEPEMEIINBAIOT.

PactBop MoimmbaeHa, comepxamuii 10 Mxr/cm® MoanbaeHa, TOTOBAT B IEHD VIIOTPEOIEHNS pa3baB-
JICHUEM CTAHIAPTHOTO pacTtBOopa Boaon B 100 pas.

Harpuit BoasdppamoBoxkuciaeil mo ['OCT 18289—78.

CraHgapTHBIA pacTBOP BobdhpaMa (3ar1acHoi), comepxammii 1 mr/cM> Bonbsdpama: 1,7941 1 Bonbsdpa-
MOBOKMCIIOTO HATPUS PACTBOPSIOT B BOLE. PACTBOD IIEPEBOMAT B MEPHVYIO KOJIOY BMecTUMOCTEIO 1000 cM?,
TOBOISAT BOIOW OO METKU U TIEPEMEIINBAIOT.

PactBop Bonbdpama, cogepxammii 10 Mxr/cm? BonbdhpaMa, TOTOBAT B I€HDL YIIOTPEOIEHUS Pa30aB-
JICHUEM 3allacHoOTO pacTtBopa Bogou B 100 pas.

Pazn. 2. (U3menennas penakousa, M3m. Ne 1).

3. IPOBEJEHUE AHAJIN3A

3.1. HaBecky anammsupyemon rmpoosr Mmaccon 1—0,1 T (B 3aBUCUMOCTH OT COOCPKAHMS OIIPEHCIIICMbIX
3JIEMEHTOB) IIOMEILAIOT B KOHUYECKYIO KOJIOY BMecTUMOCTBIO 100 cM?, 106aBILgIOT 5 ¢M? KOHLEHTPUPO-
BAHHOU COJISHOM KMUCJIOTBHI, 3—4 KaIUIM IIEPOKCHUIA BOIOPOLA U PACTBOPSIIOT IIpU HarpeBaHuu. llocie
[IOJIHOTO PACTBOPEHUS IIPOOBI PACTBOP KUIILTAT OO IIPEKPAICHUS BbLICJICHUS IIY3BIPHKOB KUCIOPOAA,
OXJIAKIAIOT 10 KOMHATHON TEMIIEPATYPHI, JOOABISIIOT 25 CM°® CMECH PACTBOPA LIMHK-AUTUONA C COJISTHOM
KNCIIOTON, IIepeMelInBaroT. PacTBOp BbhIACPKMBAIOT B TeUeHUE 30 MUH, IIEPUOINYECCKU IIEPEMEIINBAS €TO.
3aTeM pacTBOP MEPEBOMAT B AEIUTEIBHYIO BOPOHKY BMECTUMOCTBIO 50—75 cM?, TOBABILIIOT 5 CM° YeThIpEX-
XJIOPUCTOTO VITIEPOAA U SKCTPATUPYIOT KOMIDUIEKC MOJIUOAEHA ¢ IUTUOJIOM, BCTPSAXUBASA BOPOHKY B TCUECHUE
2 muH. [locie pacciranBaHusg XUAKOCTEN OPTaHUYECKNUU CII0M (PIIBTPYIOT Uyepe3 CyXOr (PUIIbTP B KIOBETY C
TOJIIIMHON IIOTJIOIIAIONIEr0o CBET ¢Ios 10 MM (BOIHBIN CJIOM OCTABIILIOT IJIA OIIPEACICHMA BOJIbdpama).
OnTN4ecKyIo ILIOTHOCTL U3MePAIOT Ha (porosiiekrpoxkoopumerpe POK-56 nipu A g630 HM. B kauecTse
pPacTBOPAa CPABHEHUS MCIIOJIBb3YIOT YETHIPEXXIIOPUCTBIN yIyiepoa. OMHOBPEMEHHO € aHAJIN30M IIPOOBI Uyepes
BCE CTAJIUUM aHAJIN3A IIPOBOASLT KOHTPOJIBHBLIU OIILIT HA pPeakKTUBLL llojydeHHOE 3HAUYeHUE OIITUYECKOU
IDIOTHOCTHU KOHTPOJILHOI'O OIIbITA BHIYUTAIOT U3 3HAYCHUS OIITUYCCKOU IDIOTHOCTH UCIILITYEMOTI'O PacTBOpPA.
3HAUYCHUE OIITUYECKOM IUIOTHOCTH PACTBOPa KOHTPOJILHOI'O OIIbITa HE AOJDKHO IIpeBbIIarh (0,03, B 1Ipo-
TUBHOM CJIydae peakKTUBBI 3aMeHII0T. Maccy MOIMOIeHa HAXOIAT 110 TPAIyUPOBOYHOMY I'padpuKy.

3.2. ITocTpoenne rpaayupoBoYHOro rpapuxa

B xoHMueckue Koaosl BMectuMmocTtsio 100 em? BBomar o 0,2; 0.5; 1,0: 1,5; 2,0; 2.5; 3.0 cM? pacTBOpAa
MonmbaeHa (cogepxartero 10 Mxr/cMm? MoiaubmeHa), 106aBILIOT 25 ¢M> CMECH PACTBOPA LIMHKIMTHAOIIA C
COJIIHOM KHMCJIIOTOM, IIepeMeInnBaT. PactBop BbuaepxKUBa0T 30 MUH, IIEPUOANYECCKH IIEPEMEILINBAL €T0.
3aTeM PACTBOP NEPEBOMST B IECIIUTEIBHYIO BOPOHKY BMECTUMOCTBIO 50—75 cM?, OBABIISIOT 5 CM> YEThIPEX-
XJIOPUCTOTO VITIEPOAA U SKCTPATUPVIOT KOMIUIEKC MOJIUOAEHA C JUTHUOJIOM, BCTPSIXMBAS BOPOHKY B TEUE-
Hue 2 MuH. [locie pacciamBaHUSg KUIKOCTEN OPTaHUYECKUN CIIOW (PUIIBTPYIOT depe3 CyXou (PWIbTP B
KIOBETY C TOJILMHON ITOITIOIAKIIETrO CBeT 10 10 MM 1 U3MEPSIOT ONITUYECKYIO IUIOTHOCTD Ha (POTORIIEK-
TpokosiopuMerpe 1pu A g630 HM. B KauecTBe CpaBHEHUA UCIIOIBL3YIOT YETLIPEXXIOPUCTLIA YIVIEPOL.

B omHY M3 K0JIO BBOJAT BCE PEAKTUBBI, KPOME PACTBOpPA MOJIMOIcHA (HYJIEBOM PacTBOP). JHAYCHUE
OIITUYECKOM IUIOTHOCTU HYJIEBOT'O PACTBOPA BBIUYUTAKOT U3 3HAYCHUUN OIITUYECCKUX IUIOTHOCTEM PACTBOPOB
IKaJjbl. MM3MepeHne IMOBTOPLAIOT IIATH Pa3 U3 HOBBIX IIOPLIMHA PACTBOPA.

[lo 1mmonyuyeHHBIM HAHHBIM CTPOST I'PALYUPOBOUHBINA IpadpyK, HAHOCS HAa OCH OpAMHAT 3HAYCHUS
OIITUYECKON IUIOTHOCTU, 4 HA OCHU abCLIMCC — MACCy MOJIMOAEeHA B MKI.

OTIoenbpHbIe TOYKHU IpadprKa IIPOBEPSIOT HE PEXE OMHOIO Pa3a B MECHILI.

3. 3 BomHbIA ci10M 110CIIE aKCTpaKuHI/I MOJII/IGI[GHEL [IOMEIA0T B KOHNYECKYIO KOJIOY BMGCTI/IMOCTBIO
100 cm?, yrmapusaooT 1o £ 10 cMm?, 10o6aBIsIIOT 25 ¢M? KOHLEHTPUPOBAHHOMN COJISHOU KUCIOTHI, 10 cM>,
pacTBOpPA CEPHOKMCIOTO TUTAHA, BbUICPXKMBAWOT Ha BoagHOM OaHe npu 70—380 "C B TeuyeHue 10 MuH,
NOBABIISIIOT 2 CM> CMECHU PACTBOPA LIMHK-IUTHAOJIA C COJMHONM KUCIIOTOW U HArpeBatoT B TeueHue 10 MuUH.
PacTBOp OXjIaXmaroT 4O KOMHATHOM TEMIIEPATYPDI, IIEPEBOIAT B ACIIUTECILHYIO BOPOHKY BMECTUMOCTDHIO
50—75 cMm?’, moGABIAIOT 5 CM° YETBIPEXXIIOPUCTOTO YITIEPOAA U SKCTPATUPYIOT KOMIUIEKC BOabdhpama ¢
IUTUOJIOM, BCTPSXUBASA BOPOHKY B TeueHUE 2 MUH. llocie paccianBaHd XXKUAKOCTEM, OPraHUIECKUN CIION
(pMIIBTPYIOT Uepe3 cyxoil (PWIBTP B KIOBETY C TOJIMMHOMN ITOIJIOIIAIOIIETO CBeT ciiod 10 MM UM U3MEPSIOT
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OITUYECKYIO IUIOTHOCTD Ha (hoTO3JIeKTpOKOIOpuMeTpe 1pu A . g630 HM. B KauecTBe pacTBOpa CpaBHEHU
MCIIOJIb3VIOT YETBIPEXXIIOPUCTHIN YIJIEPOLL.

OIHOBPEMEHHO € AHAJIM3O0M IIPOOBI Uepe3 BCE CTAIUM aHaJIM3a IIPOBOMAT KOHTPOJIbHBIM OIIBIT Ha
peakTUBLl. OIITUYeCKAad IDIOTHOCTh KOHTPOJILHOTO PACTBOPA He HOJDKHA IIpeBbIIATL (0,02, B IIPOTUBHOM
CJIy4ae 3aMEHSIOT PEaKTUBHL.

OIITUYECKYIO IUIOTHOCTh KOHTPOJIBHOTO PACTBOPA BBIYUTAKOT U3 3HAYCHUS OIITUYECCKOU IUIOTHOCTU
HMCIIBITYEMOTO pacTBOopa. Maccy Bojib(ppaMa HaXOmAT 110 TPagyupPOBOUYHOMY I'papUKYy.

3.4. IlocTpoenue rpaayupoBoYHOro rpapuka

B xoHMueckue Koibnul BMecTuMocThio 100 cm? BBomaT o 0,2: 0.5; 1,0: 1,5; 2,0: 2.5: 3,0 cm? pacTBo-
pa BoibdpaMa (comepxkatero 10 Mxr/cM? BoiabdpamMa), 106aBILIOT 25 ¢M> KOHLIEHTPUPOBAHHOMN COJIS-
HOUW KUCITOTHI, 10 cM? pacTBOpa CEPHOKMCIIOrO TUTAHA, BBUIEPXKUBAIOT HA BOomsIHOU 6ane ipu 70—80 °C B
teueHue 10 MuH. 3aTeM T06ABIIOT 2 CM® CMECH PACTBOPA LIMHK-IUTHOJIA C COJISTHOM KUCJIOTOM Y HATPEBA -
toT eme 10 MuH. PacTBop OXJ1axXnaroT 40 KOMHATHOU TEMIIEPATYPDI, IIEPEBOALT B ACIIUTECILHYIO BOPOHKY
BMECTUMOCTBIO 50—75 cM?, 1oBGaBIAIOT 5 CM° YETBIPEXXIIOPUCTOrO YIIIEPOMA U SKCTPATUPYIOT KOMILIEKC
BOJIb(PpaMa ¢ TUTHUOJIOM, BCTPIXMBASI BOPOHKY B TeueHUe 2 MUH. [locie paccianBaHmus JXUAKOCTEN OPraHy -
YyeCK1UU CIION (PMIIBTPYIOT Uepe3 CyxXOou (PUIIBTP B KIOBETY € TOJILMHON ITOIJIOMIAIOIIETO ¢BeT ¢1od 10 MM 1
M3MEPSIOT OIITUYECKYIO ILIOTHOCTD Ha (poTOsIIeKTpOKOIIOpUMeTpe 11pn A g630 HM. B KauecTBe pacTBopa
CPaBHEHUS MCIIOJIb3VIOT YEThIPEXXIIOPUCTBIN YITIEPO/L.

B oIHY M3 KO0JIO BBOIAT BCE PEAKTHMBBI, KPOME pacTBOpa BojabdPpaMa (HYJIEBOM pacTBOpP). 3HAYCHUE
OIITUYECKON IUIOTHOCTU HYJIEBOTO PACTBOPA BBIUUTAIOT U3 3HAYCHUU OIITUYECCKUX IDIOTHOCTEM PACTBOPOB
IKajJIbl. 110 TTOJIYy4eHHBIM HJAHHBIM CTPOST T'PaIyUPOBOYHBIN I'padUK, HAHOCH HA OCU OpAMHAT 3HAUYCHUS
OIITUYECKOM IDIOTHOCTH PACTBOPA, a4 Ha OCHU abCLMCC — Maccy BoJIb(ppama.

OTIoenbpHbBIE TOUYKHU IpadrKa IIPOBEPSIOT HE PEXE OMTHOTO Pa3a B MECII.

4. ObPABOTKA PE3YJIIbTATOB

4.1. MaccoByro o0 MOJIMOAcHa Wi BoabdPpama (X) B IPOLEHTAX BBIUMCILIOT 110 (POPMYIIE

x =2 1074,
m
rae m;— Macca MojaubaeHa (Bojab(hpama) B odbpasle, HalIeHHas 110 IPagyupoOBOYHOMY I'padUKy, MKT,
m — Macca HaBeCKM aHAJIU3UPYEMOM IIPOOLI, T.
4.2. PacxoxxieHUs pe3yJIbTATOB ABYX IIapaJUICJIbHBIX OIIPEACICHIUN WIN PE3YJIbTATOB ABYX AHAJIM30B HE
IOJIKHBI IIPEBBIIIATD JOIIYCKAEMBIX PACXOXICHNIN, YKA3aHHbBIX B TaOJIMLIE.

MaccoBag nonst MoiaudacHa (Boiabdpama), % HoryckaemMoe pacXxoXiaeHHUe, 7o
2+1074 1+107%
5.1073 11073
31072 5107
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