[pynna B59

MEXTOCYJIAPCTBEHHTEGB A CTAHIAPT

PEAKO3EMEI/IBHBIE METAJJIBI 1 X OKHICHU

MeTtozn onpeneieHua MOJMOIEeHA U BOJb(ppamMa TOCT

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

MKC 77.120.99
OKCTYVY 1709

ITocranosiennem I'ocynapctBennoro komurera CCCP no crasgapram ot 19 oktadpa 1979 r. Ne 3989 narta BBenenus

yCTaHOBJEHA
01.01.81

Orpannyenne CpPoOKa IeiCTBHA CHATO MO MpoTOKody Ne 7—95 MeXkrocyaapcTBeHHOTO COBETA MO CTAHAAPTH3ALMH,
MeTposorud 4 ceprugukanun (MYC 11-95)

Hacrosmmmii ctaHmapt ycTaHaBIMBaeT (POTOMETPUYECKMIA METOI OIIPEae/ICHIsS MOTUOIEHA ¥ BOIb(h-
pama (ot 2+ 10™* % mo 3+ 1072 % xaxmoro) B peAKO3eMETbHBIX METAIUIAX M WX OKMCAX (KPOME LIEPUSA U €10
JIBYOKUCH).

MeTon OCHOBaH Ha IIOCIEAOBATEIBLHON 3KCTPAKIINKM XI0podOpMOM OKpalleHHBIX KOMILIEKCHBIX
COENMHEHUI MOMUGAEeHA MU BONbGhpaMa ¢ ZUTUOJIOM C ITOCIEAYIONINM U3MEPEHUEM ONTUYECKON ILIOT-
HocTH 3KeTpakToB. ConepxkaHue MOIubAeHa U BolbdpaMa HaXOHAT 110 IPAIyupOBOYHEIM rpadukam.

1. OBIIIME TPEBOBAHHUA
1.1. O6mme TpeboBanus K Merony aHamsa — 110 T'OCT 23862.0—79.

2. AITTTIAPATYPA, PEAKTHUBbBI U PACTBOPBI

dorosnekrpokonopumerp ®OK-56 M aHAIOIMIHEIA.

IlmmTka snexTpuaeckas.

Kon6n1 mepasie BMecTrMocTs0 100 1 1000 o3,

Kon6sl koHmgeckue BMecTUMOCThI0 100 cm?.

IMunerky BMecTamocTsio 1, 5 1 10 cMm3.

BopoHKM AeUTENILHBIE BMECTUMOCTBIO 50—75 cm3.

Kwucnora consras mo T'OCT 3118—77, X. 4., KOHIIEHTPUPOBAaHHAS U pa3baBieHHas 1 : 2.

Kucnora cepnas o I'OCT 4204—77, x. 4., pa36asieHHas 1 : 4.

Bonopoma nepokcuzx no T'OCT 10929—76, x. 4.

Harpusa rugpooxucs no TOCT 4328—77, 4. 1. a., 2 Moib/aM? pacTsop.

LIMHK-IUTHO (3, 4-MUMEePKATITOTONYOJIA LIMHKOBASI CONIb), 1. I, 4., PACTBOp ¢ KOHLIeHTpauueii 10 r/mm3
B 2 MOJIb/IM> pacTBOpe TMAPOOKICH HATpHs, TOTOBUTCS B A€HD YIIOTPeOIeHNA.

CMech pacTBopa LIMHK-IUTHONA ¢ COMTHOI KucioTol: K 300 cm3 pacTBOpa CONAHOM KMCIIOTHI, pa36as-
JieHHoii 1 : 2, npwimBaoT 25 cM? pacTBopa LIMHK-IUTHOA, TIPH 3TOM TIONY4aeTcss TOHKAasg MyTh TUTHOJIA.

VYraepon yersipexxiopuctsiii o TOCT 20288—74, 4. 1. a.

Kucnora dropucroBogopomnas mo I'OCT 10484—78, x. u.

Turan Merayutmyeckuii mapku BT 1—00.

Tutan (I1I) cepHOKMCILIA, pacTBOp ¢ KOHUeHTpauuei 10 r/mm3. 1 T META/UINYECKOrO THTAHA pa-
CTBOPSIOT IIpH HarpeBaHmu B 100 cM3 cepHoOil KMCIOTBI, pas6asieHHoi 1 : 4, ¢ mobaBneHueM 2 cm3
bTOoprCTOBOXOPOMHON KHUCIOTEL, TOTOBSIT B ACHD YIIOTPEOICHIS.

H3namme opummanbHoe IlepeneuaTka Bocmpemena

Hzoanue ¢ Hsmenenuem Ne 1, ymeepucoennoim @ anpene 1985 . (UYC 7—85).
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T'OCT 23862.28—79 C. 2

AMMoHUIT MoubaeHoBokucieiit o T'OCT 3765—78, x. 4.

CraHmapTHbIH pacTBOp MOIMGIeHa (3amacHoi), comepxammii 1 Mr/cm® Mom6aena: 1,840 r monubae-
HOBOKMCJIOTO aMMOHIS PACTBODPSIIOT B BOJIE, PACTBOP IIEPEBOIAT B MEPHYIO KOJIOY BMecTMOocTEio 1000 cM3,
JIOBOJISIT BOAOM IO METKU U TIEPEMEIITMBAIOT.

PacrBop MonubaeHa, comepxammii 10 Mxr/cM3 MonuMbaeHa, TOTOBAT B AE€Hb YIIOTpe6IeHNs pa36bas-
JICHHEM CTaHZApTHOTO pacTBopa Bomoi B 100 pas.

Harpuii BonsdpamoBokucibii o 'OCT 18289—78.

CraHmapTHbIH pacTBOp Boib(ppama (3anacHoii), conepxammii 1 Mr/cm? Bonsdpama: 1,7941 r Bonbdpa-
MOBOKMCJIOTO HATPHS PACTBOPSIOT B BOJIE; PACTBOP IIEPEBOASAT B MEPHYIO KOJI6y BMecTMocThio 1000 cm3,
JOBOISIT BOAOM O METKM Y TIEPEMEIIMBAIOT.

PactBop BonbGpaMa, comepxammii 10 MKr/cm® Bonb(pama, TOTOBAT B A€Hb YIOTpeOGIeHNs pa36aB-
JIEHMEM 3aIlaCHOTo pacTtBopa Bomoii B 100 pa3s.

Pa3n. 2. (U3menennan pegakmusa, Mzm. Ne 1).

3. IPOBEAEHME AHAJIN3A

3.1. HaBecky aHanu3upyeMoi 1po6sl Maccoit 1—0,1 1 (B 3aBUCMMOCTH OT COAEPKAHUS OIIPENEISIEMbIX
2JIEMEHTOB) [IOMEMAIOT B KOHMYECKYIO KOOy BMecTUMOCTEIO 100 cM3, mo6apisoT 5 cM? KOHIEHTPUPO-
BaHHOU COJISTHOM KMCJIOTBHI, 3—4 KaIlId IepOKCHIA BOJOPOAA W PACTBOPSIOT mpu HarpesBaHuu. [locie
TIOJTHOTO PACTBOPEHUS ITPOOBI PACTBOP KHIIATAT IO IIPEKPAIEHMS BBIAEIEHUS ITY3BIPHKOB KHUCIOPOIA,
OXJIAXIAIOT 10 KOMHATHOM TeMIIEpaTypH, OOABIIOT 25 cM? cMecH pacTBOpa LIMHK-TUTHONA € COJISTHOM
KMCJIOTOM, TIepeMeInBaioT. PacTBop BelIepXUBaIOT B TeueHUe 30 MUH, IIEPUOANYECKA TIEPEMEIIINBAS €TO.
3aTeM pacTBOp NIEPEBONAT B AEIUTEILHYIO BOPOHKY BMECTHMOCTEIO 50—75 cM?, mobamismior 5 cm> weThIpex-
XJIOPUCTOTO YIJIEPOIa M AKCTPArupyloT KOMIUIEKC MOJIMOIEHA C UTHOIOM, BCTPSIXMBAsl BOPOHKY B TEUEHME
2 muH. I[Tocie paccianBaHUS KUAKOCTEH OPTaHUIECKWIA CII0M (DMIIETPYIOT Yepe3 CyXoil (PHIIBTP B KIOBETY C
TONIIMHON MOITIONMIAIONIET0 CBeT ¢j10s1 10 MM (BONHBIA CIION OCTABIISIIOT IUISL ONPENEICHNUS BOJIbhpama).
OnTHdecKyo IWIOTHOCTD U3MEPHIOT Ha dorosnexTpokonopumerpe ®IK-56 mpu 4, 9630 um. B kauecTse
pacTBopa CpaBHEHUS UCIIONB3YIOT YETHIPEXXIOPUCTEIN yriiepod. OMHOBPEMEHHO ¢ aHAJIU30M IIPOOHI Yepe3
BCE CTaIuM aHaIM3a IIPOBOASAT KOHTPOJBHBIM OIBIT HA peakTUBBL IlonydyeHHOe 3HAYEHUE OITUYECKO
TUTOTHOCTY KOHTPOJIBHOT'O OIIBITA BEIYUTAIOT U3 3HAUECHNS ONTUYECKOI TUNTOTHOCTU UCIIBITYEMOTO PacTBOpA.
3HaueHMe ONTUYECKOM IUTOTHOCTY PAacTBOpa KOHTPOILHOTO OIbITA HE MOJLKHO mpeBbimiaTh (0,03, B mpo-
TUBHOM CJTy4dae peakTHBEBI 3aMEeHSIOT. Maccy MOMUOaeHa HaXOAT 10 IPaXypOBOYHOMY Irpaduky.

3.2. ITocTpoenne rpaxyMpoBOYHOro rpadhuka

B xoHmyecxue Kon6rl BMecTiMocThio 100 cm3 BBomsT o 0,2; 0,5; 1,0; 1,5; 2,0; 2,5; 3,0 cm? pacTBOpa
MosmbaeHa (comepxamero 10 Mxr/cm3 MonubmeHa), To6aBIAIOT 25 cM? cMecu pacTBopa LIMHKIMTHOINA C
COJISTHOM KMCIOTOM, IlepeMeInBaioT. PacTBop BelmepxkuBaioT 30 MUH, MEPUOAMYECKH TIEPEMEIINBAs €TO.
3aTeM pacTBOP IEPEBOIAT B AIUTEILHYIO BODOHKY BMECTIMOCTEIO 50—75 cM3, mo6aBigioT 5 cM> 4eThIpex-
XJIOPUCTOTO YIJIEPONA M SKCTPATUPYIOT KOMIUIEKC MOJIMOIEHA ¢ AUTUONIOM, BCTPSIXUBAsI BOPOHKY B Teye-
HUe 2 muH. Ilocie paccramBaHUS XUOKOCTEI OpraHWYECKUIl CJION (DWIBTPYIOT Yepe3 CyXoil (pWIbTp B
KIOBETY C TOJIIIIMHON TIOTIOMIAIONIETO CBeT clIos 10 MM 1 U3MEPSIOT ONITUYECKYIO TUIOTHOCTD Ha (hOTO3JEK-
TPOKOJIOPUMETDE TIpH A, 9630 HM. B KauecTBe CpaBHEHNS UCTIONB3YIOT YETBIPEXXIOPUCTBII YITIEPOI.

B omay n3 X016 BBOAST BCe PeakTUBBI, KPOME pacTBOpa MoiIMOaeHa (Hy/lIeBOii pacTBOp). 3HaYeHUe
ONTUYECKOU IUTOTHOCTY HYJIEBOTO PACTBOPA BLIYUTAIOT M3 3HAYEHUI ONITUYECKUX IUIOTHOCTEH PacTBOPOB
wKangel. M3MepeHue IIOBTOPSIOT IISITh Pa3 U3 HOBBIX ITOPIIMIT pacTBOpa.

ITo monmyyeHHBIM DAHHBIM CTPOSAT I'PaayUPOBOYHLIN IpaduK, HAHOCS HAa OCH OpAMHAT 3HAYEHUS
ONITUYECKOI INTOTHOCTH, a HAa OCH abCLHMCC — MacCcy MOJIMOIEHA B MKT.

OtnenbHBIe TOUKY IpaduKa IIPOBEPSIOT HE PeXe OMHOTO pa3a B MeCSIl.

3.3. Bomuplii ci1olt IIocie SKCTPaKIIMy MOJIMOIEHA IIOMEIAIOT B KOHMYECKYIO KOJIOY BMECTUMOCTBIO
100 cm3, ynapusator go £ 10 cM3, mo6asisor 25 cM3 KOHIEHTPUPOBAHHOI COJISHON KUCTOTHL, 10 cm3,
pacTBOpa CepHOKUCIOTO TUTAHA, BBIIEPXKMBalOT Ha BomsHoi G6aHe mpu 70—80 °C B TeyeHue 10 MuH,
HOGABIISAIOT 2 CM3 CMECH PacTBOpPA LIMHK-IUTHOJA C COJISTHOM KMCIOTOM M HarpeBaioT B TeyeHue 10 MuH.
PacTBOp OXITaXXmAOT KO KOMHATHOM TeMIleparyphl, TIEPEBOIAT B IETUTEIbHYI0 BOPOHKY BMECTUMOCTBIO
50—75 cm3, HOoGABISIOT 5 cM? YETBIPEXXIOPHCTOrO YITIEpONA M 3KCTPArMpYIOT KOMIUIEKC BOJb(MpaMa C
MUTHOJIOM, BCTPSIXABAsA BOPOHKY B TeueHUe 2 muH. [locie paccianBaHUs XKUIKOCTENM, OpraHMIECKIH CIoi
dbuneTpyIoT 9epe3 cyxoif GIIBTP B KIOBETY ¢ TOJIIIMHOM IMOTJIOIIAIOLIETO CBET cjog 10 MM U U3MEDPSIOT
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C. 3TOCT 23862.28—79

ONTHYECKYIO INIOTHOCTD Ha (DOTO3NIEKTPOKOIOPUMETPE IPH A, 9630 HM. B xagecTse pacTBOpa cpaBHEHUS
WCIIOJIB3YIOT YETHIPEXXIIOPUCTEIN YTIIEPO.

OmHOBPEMEHHO € aHAJM30M IIPOOBI Yepe3 BCE CTAAUM aHAIM3a IPOBOIAT KOHTPOJILHBIA OIIBIT HA
peakTuBbl. ONTHIECKAS IDIOTHOCTh KOHTPOIBHOTO PAacTBOpa He AoinkHa npesnmiaTs 0,02, B mpoTMBHOM
ciIydae 3aMeHSIOT PeaKTUBBL.

ONTHYECKYIO TUIOTHOCTh KOHTPOJIBHOTO PACTBOPA BBIYUTAIOT U3 3HAYEHUS OINTUYECKON IUIOTHOCTH
HCIIBEITYEMOTO pacTBopa. Maccy BojIbthpamMa HaXOmST 10 TPagyupOBOTHOMY rpaduiky.

3.4. ITocrpoenne rpaxyupoBoyHoro rpapuka

B xoHnyeckue Konbsr BMecTuMocThio 100 cm3 BBomsiT 1o 0,2; 0,5; 1,0; 1,5; 2,0; 2,5; 3,0 cM? pacTBO-
pa Bonbdpama (comepxamiero 10 Mkr/cM> Bonbdpama), o6aBiIAIOT 25 cM? KOHIEHTPUPOBAHHOI COIS-
HOI1 K1cToThI, 10 cM? pacTBOpa CepHOKMCIIOTO TUTAHA, BRIIEPKUBAIOT HAa BOASAHON 6aHe nipu 70—80 °C B
TeyeHue 10 MuH. 3aTeM H06GaBIAIOT 2 CM> CMECH PACTBOPA LIMHK-AATUOJA C COMSHOM KMCIOTOM ¥ HAarpeBa-
10T enfe 10 MuH. PacTBop OXJ1aXmaloT 10 KOMHATHOM TeMIlepaTyphl, IIEPEBOIIT B ACIUTEIbHYI0O BOPOHKY
BMECTHMOCTBIO 50—75 cM3, moGaBIAIOT 5 ¢M3 YEeTHIPEXXIIOPUCTOTO YITIEPONA M SKCTParupyroT KOMILIEKC
BOJIb(paMa ¢ TUTHOJIOM, BCTPSIXUBAsi BOPOHKY B TeueHUe 2 MUH. [Tocite pacciauBaHus XUIKOCTEN OpraHu-
YeCKUI CJI0i (PUIBTPYIOT Yepe3 CyXoil (MILTP B KIOBETY ¢ TOJIIIMHOM ITOTJIOIMAIONIETO CBET 1ot 10 MM 1
U3MEPSIOT ONITHYECKYIO INIOTHOCTh Ha (POTO3IIEKTPOKOIOpUMeETpe 11pu A, 9630 HM. B KkauecTBe pacTBOpa
CpPaBHEHWS MCIIOIBL3YIOT YETHIPEXXTOPUCTEIN YITIEPO.

B onmHy u3 K0JI6 BBOISAT BCe PeakTHMBBI, KpOME pacTBopa Bolib(hpama (HyneBoil pacTBOp). 3HaAUEHME
OIITUIECKOI TUIOTHOCTH HYJIEBOTO PACTBOPA BEMYMTAIOT W3 3HAYCHUIT ONTUIECKUX IUIOTHOCTEN PacTBOPOB
mKaisl. [1o Noay4eHHBIM JAaHHBIM CTPOST I'PaIypOBOYHEIN IpadmK, HAHOCS HA OCH OpPAWHAT 3HAYCHMUS
OIITHYECKO TUIOTHOCTH PACTBOPA, a Ha OCH abClcc — Maccy Boibdpama.

OtnenbHBlE TOYKM rpadyKa IIPOBEPSIOT HE PEXE OMHOIO Pa3a B MECHII.

4. OBPABOTKA PE3VIJIBTATOB
4.1. MaccoByio moio MoanGaeHa wm Boiabdpama (X) B IIpolLieHTaX BEYUCIIAIOT IO (hopmyite
x =110,
m
e m;— Macca MoiubieHa (Bojibdpama) B 06pasle, HalileHHas 110 rpaflyipOBOYHOMY rpaduKy, MKT;
m — Macca HaBECKU aHaIM3UPyeMOi IIpOGEL, T.

4.2. PacxoxneHus pe3yJIbTaTOB ABYX Iapa/UIEIbHBIX OITPEAEIEHAN WM PE3Y/IBTATOB JABYX AHAJIM30B He
ITOIDKHBI IIPEBBIIIATD HOITYCKACMBIX PACXOXICHUM, YKA3AHHBIX B Ta0 IHIIE.

Maccosas o MonubneHa (Bonbdpama), % Homyckaemoe pacxoxneHue, %
2-1074 1-10™*
5.1073 1-1073
3-1072 51073
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