Ipynna B59

MEXTOCYIAPCTUBEHHIBH A CTAHIAPT

PENKO3EMEIBHBIE METAJJIBI 1 UX OKUCH

Merton onpeneieHna MOJHOIeHA TOCT

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

MKC 77.120.99
OKCTY 1709

ITocranosrennem Focynapcrsennoro komarera CCCP no cranpapram ot 19 okta6psa 1979 r. Ne 3989 nata sBenenns

YCTAHOBJIEHA
01.01.81

Orpanuyende CpoKa JelCTBHA CHATO MO HPoTOKoay Ne 7—95 MexXrocyaapcTBeHHOr0 COBETA IO CTAHZAPTH3ANMH,
Mmetpoaornd 4 ceprupnkamumm (UYC 11-95)

HacTosmuii cTaHgapT yeTaHaBmBaeT (hoTOMETPUYECKIIT METOZL oTpeneieHns MoymbaeHa (ot 2+ 107° %
10 2+ 107* % KaxIoro) B PENKO3EMEIBHBIX METAUTAX 1 X OKUCX ( KPOME LIEPUS 1 €T0 JBYOKHUCH).

Meron ocHOBaH Ha 3KcTpakumu xiopodopmom MonnbdaeHa (VI) B Bume KoMiuiekca ¢ o—6EH30MOK-
CUMOM C TOCIeAYIOIIeN peakerpakumeii MmonmubaeHa (VI) pacTBopoM aMMmMaka M KaTaJlUTUIECKOM JIEii-
ctBur Mo (VI) Ha peakimio OKMCIEHHST opToaMUHOGMEHO A TIEPOKCHIOM Bogopoaa. ONITUIECKYIO TUIOT-
HOCTB PACTBOPA U3MePSIOT Ha ¢oToasiekTpokoopuMerpe. ComepkaHue MOTUOIEHA HAXOAST IO TPAyHpO-

BOYHOMY Tpaduxy.
1. OBIIME TPEGOBAHM S
1.1. O6uue TpeGoBaHus K MeTony aHaimm3a — 1o TOCT 23862.0—79.
2. AIITIAPATYPA, PEAKTUBBI 1 PACTBOPBI

Itutka smekTpudeckas.

®oroanexrpoxkomopumerp @OK-56 M aHATOTMYHEBINA TTPHUGOD.

LIWIMHIPE! KBAPLEBLIE C IIPUTEPTHIMU IIPOHKAMI BMECTUMOCTEIO 15 ¢M3, OTKamnbpoBaHHBIE HA 5 1
10 eM3,

CTaKaHBI KBapIIeBEIE BMECTUMOCTBIO 15 11 5 cM3.

BOpOHKY HenuTeILHBIE KBapLEBbIe BMECTUMOCTEIO 50 cM3.

IureTky BMECTUMOCTEIO 1 M5,

Tlepen paboToii mocymy TIIATEILHO MOIOT IIEPETHAHHONM CEPHOM KUCIOTOH, pa3baBieHHoi 1 : 1,
IIPOIIOJIACKMBAIOT GUINCTILIISITOM, TIOMEIIAIOT B CTAKAH BMECTMMOCTBI0 100 cM? U BBIIEPKUBAIOT B KUTIS-
nrei Boxe B TeueHue 30—40 MuH.

ByMmara yHuBepcaibHas MHIUKATOPHASI.

Kuciora consrasg mo 'OCT 3118—77, x. 4., 0,1 Mosn/mv> pacTBop.

Kucnora cepnast mo T'OCT 4204—77, x. 4., neperHaHHasl B KBapLIEBOM arrmapare (0TOMparT CpeaHue
dpaxumn), pasbasneHHas 1 : 1 1 5 Monb/IM> pacTBOP.

AMMMAK BOIHEI oco6oil yncrorsl 1o TOCT 24147—80, 3 Mons/am> pacTBOp.

Conp muHatpuasg stwieHnuaMuH-N, N, N, N’ -TeTpayKcycHON KUCIOTHI, 2-BomHas (TpWIOH B)
mo F'OCT 10652—73, x. 4., 0,05 Moib/mM3 pacTBop.

H3nanne opunuansuoe IlepeneyaTka BocmpeieHa

Hzdanue ¢ Hamenenuem Ne 1, ymeepxcoennoim 8 anpene 1985 o. (HYC 7—85).
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Harpus ruppookuch 1o TOCT 4328—77, x. 4., 0,05 mons/nm3 pacTsop.

Bydepnerit pactsop pH-5,0 300 cm3 pacTBOpa YKCYCHOI KUCIOTHI IIOMEIIAIOT B KBAPLIEBYIO KOJIGY
BMecTuMocTho 800 cM3, nmpuwmBaror nopimsivu 200 ¢M3 pacTBopa I'MIPOOKMCH HATPUs, IIePEMEIBAIOT.

Boxopona nepoxenn 1o TOCT 10929— 76, x. 4., 3 %-noiit pactsop: 10 cM? mepokcnma Bomoposa
TIOMENIAIOT B MEPHYIO KOOy BMecTUMOCTEIO 100 cM3, TOBOIAT BOLOH O METKH, IIEPEMEILUBAIOT; TOTOBSIT
B IeHb yIIOTPEOISHMS.

OproamuHOdeHoN, 4., 0,1 Moms/mM3 pacTBop: 0,253 T Nperapara HOMENIAOT B KBAPLIEBLII IIIAHID
BMeCTUMOCTEIO 35—40 cMm3, pwiuBatoT 25 ¢M3 pacTBOpa COJSIHON KUCJIOTHI, IIEPEMEIINBAIOT; TOTOBST B
IeHb YIIOTpeOIeHN.

XitopodopM, 4. 1. a., TBAKIEI IEPErHAHHEIN B KBapIlIeBOM allrapare, OTOMpaioT cpemHue Gppakinm.

0i-6E H30MHOKCHUM, 4. /I, 4., PACTBOP B XIIopocdbopMe ¢ KOHLIeHTpaumeii 4 1/mv3.

AmMoHUM MormbaeHoBokucb 1o TOCT 3765—78, 4. 1. a.

CTaHmapTHBIA pacTBOp MoMbIeHa (3aIacHoil), comepxammii 1 mr/cm> Momubaena: 1,840 T Monu6-
JEHOBOKMCIIOTO aMMOHMS TIOMEILAIOT B KBApIIEBEIM CTaKaH BMeCTUMOCTEIO 100 cM3, pacTBOPSIOT B BOIE.
CozmepX1IMoe CTaKaHa IIepeBOIAT B MEpHYIO Koj6y BMecTuMocTbio 1000 cM3, moBomsAT Bomoil IO METKH,
TIePEeMEeINBAIOT.

1 cM3 pacTBOpa comepXuUT 1 MI MOTMOGIEHA.

PacTBop MombaeHa, comepxanmumit 0,1 MKT/cM3 MOTUOIEHA, TOTOBSAT IOC/IENOBATEIEHEIM pa3daBiie-
HUEM BoIoI 3aracHoro pactsopa B 1000 pas.

Pasm. 2. (M3menennas penakuus, Mam. Ne 1),

3. MPOBEJIEHUE AHAJIU3A

3.1. HaBecky aHanu3upyeMou mpo6sl Maccoii 0,5 T moMeIamT B KBapleBbIi cTaKaH BMECTUMOCTBIO
50 cMm3, cMauMBAOT BONOI, IPWIMBAIOT 5 cM> 5 MOJB/AM> PAcTBOpA CEPHOIl KMCIIOTHI, PACTBOPSIOT IIpU
HarpeBaHuU, oxjiaxmnaiooT. Comep:XKUMOoe CTaKaHa MePeBOIAT B AEJIUTEIbHYIO BOPOHKY, TOBOMSIT BOXOI IO
obwvema 10 cM3, mpuusaior 2 ¢cM3 pacTBopa a-6eH3oMHOKCHMA, 8 cM? xTopodopMa U BCIPSXMBAIOT B
Teuenue 3 muH. OpraHudeckyio ¢asy cobMpaloT B KBaplieBEIil CTaKaH, a U3 BOTHOI (pa3bl IIPOBOAAT ABAXK-
IIbI 3KCTPAKIIMIO MOJMOIEHA B TEUEHNE 3 MUH, JOOABIISIS KAXKIBIA pas 110 2 cM3 pacTBopa 0.-6€ H3OMHOKCH-
Ma 1 1o 5 cM? xropodopma. OGLEIMHEHHYIO OPraHMYECKYIO (Dasy TIEPEBOIAT B JEIUTEILHYIO BOPOHKY,
TIPWINBAIOT 5 ¢M3 BoApl, 1 cM3 pacTBOpa aMMUAKa 1 BCTPSAXMBAIOT B TedeHue 2 MUH. OpraHmyeckyio dasy
OTHEJISIIOT, K BONHOM (hase NPUIMBAIOT IO KAIUISIM 5 MOJIL/AM> pacTBOp cepHOi KucioTsl go pH—S5 (1o
VHUBEPCATHHON MHINKATOPHOMN GyMare) MepeHOCIT CONEPXMMOE B KBAPLIEBHIN LIWIMHAP BMECTUMOCTBIO
15 cM3, moBomsT Bozoit 1o o6beMa 10 cM3, epeMelInBaloT.

U3 noryaeHHOTo pacTBopa oTéupaloT 1 cM3 B KBapLIEBHIil LIMIIMHAP BMECTUMOCTEIO 15 cM3, mo6aBid-
1oT 1 cM3 pactBopa Tpwona B, 1 cm3 6ydepHoro pactopa, 0,2 cM3 pacTBopa Nepokcuaa Bogopona, 1 cm3
pacTBOpa opToaMHHO(MEHOIIA, ZOBOIAT BOIOi T0 06beMa 5 cM?, mepemennparoT. LIWIMHIPEHI ¢ pacTBOpaMu
TIOTPYKAIOT B KUIISIIYIO BOASHYIO OaHIO Ha 2 MIH, 3aTeM GBICTPO OXJIaXKIAIOT IO KOMHATHOI TeMIIepaTyphl.
ONTHYECKYIO TUIOTHOCTH MCIILITYEMOTO PACTBOPA M3MEDSIOT HAa (HOTO3NEKTPOKOIOpUMeETpe 1ipu A, = 490 HM
B KIOBETE C TOJIIMHON MOITIOIMAMETro ¢cBeT ciost 10 MMm. B KadecTBe pacTBOpa CpaBHEHUS HCIIONB3YIOT
BOLY.

OmHOBPEeMEHHO ¢ aHAIM30M IIPOOBI Yepe3 BCe CTAAMM aHAIM3a MPOBOISAT KOHTPOINBHEIN OIBIT Ha
peaxTHUBHI. 3HAYEHME ONTUYIECKOM ILTOTHOCTH PaCTBOPA KOHTPOJIBHOTO OIBITA BEIYUTAIOT M3 3HAYEHHUS OII-
TUYECKOH TUIOTHOCTH MCIIBITYEMOTO PACTBOPA U TI0 ITOJIy4EHHOMY 3HAYEHUIO ONITUYECKON IUTOTHOCTH Ha-
XOISAT Maccy MOJIUOAEHA 110 IPayupOBOYHOMY IpaduKy.

3.2. IlocTpoenne rpaxyupoBoYHOro rpaduka

3.2.1. B kBapueBble JeJUTeIbHBIE BOPOHKH BBoIAT 1, 2, 3, 4, 5, 10 cM3 pacTBOpa MommbeHa (comep-
xamero 0,1 Mkr/cm? Molm6aeHa), IPWIMBAIOT 5 ¢cM> 5 MOJIb/IM? pacTBOpa CEpHOU KMCIOTHI, JOBOMIST
Boxoii mo 10 cM3, mpmwmBaloT 110 2 cM> pPacTBOpa 0-6eH30HOKCHMA, 110 § cM> X10podopMa M BCTPSXUBAIOT
B TeueHue 3 MuH. Opranmdeckyio a3y coOGupaloT B KBaplLEBBINl CTaKaH, a U3 BOTHOU (ha3bl IIPOBOMSIT
JBaXKIbI SKCTPAKLIMIO MOJIMGNEHA B TeYeHNe 3 MUH, J0OABIAd KaXABIi pa3 Mo 2 cM> pacTBopa o-6eH30-
HMHOKCUMA U 110 5 cM3 xuropodopma. O6beIMHEHHYIO OPTAHNYECKYIO (Da3y IIEPEBOIULT B ACIUTEILHYIO BO-
POHKY, IPWINBAIOT 110 5 cM? Bogpl, 1 cM3 pacTBopa aMMHaKa, BCTPSXUBAIOT B TeyeHHe 2 MuH. OpraHmyec-
Kyio da3y otnensior. K BogHO# (ha3ze IPIIMBAIOT MO KAIUIIM 5 MOJIB/IM> pacTBOpP CEPHOI KHMCIIOTHI IO
pH-5 (1o yHuBepcabHOM WHAMKATOPHOM 6yMare), NepeBOIAT COOEPKUMOe B KBAPLIEBBIM LIWIMHAP, JO-
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BOJISIT BOIOI1 1o 06beMa 10 cm?, mepemelBalor. B omHy 13 AeUTEIbHBIX BOPOHOK BBOIAT BCE PEAKTUBEI,
KpoMme MojiubaeHa (HyJIeBOW pacTBOpP).

W3 monydeHHBIX pacTBOPoB OTGHMpaloT 1o 1 cM? B KBapleBble LIWINMHApH, moGapisior 1o 1 cm3
pactBopa TpwioHa B, o 1 cM? 6ydepHoro pactopa, mmo 0,2 cM3 pacTBOpa NepoKcHaa Bogopona, mo 1 cm3
pacTBopa opToaMUHO(MEHONA, JOBOAAT BOJOI K0 06beMa 5 cM>, nepemelBaoT. LIMHApPEL ¢ pacTBOpaMu
TIOTPYKAI0T Ha 2 MUH B KUIISIIYIO BOASHYIO 6aHIO, ITOCIIE 9eTO OBICTPO OXIAXKIAIOT 1O KOMHATHOM TEMIIE-
paTypel. ONTHYECKYIO ILIOTHOCTL PACTBOPOB U3MEPAIOT Ha (POTO3EKTPOKONTOPUMETpPE IpH A, g 490 HM B
KIOBETE C TOJNIIMHOI noromalomnero ceeT ¢josi 10 MM. B kauecTBe pacTBOpa cpaBHEHMS UCITONB3YIOT BOLY.
3HadeHne ONMTHUYECKOl IUIOTHOCTH HYJIEBOIO PACTBOPA BBIMUTAIOT U3 3HAYCHWIA ONTUIECKON IUTOTHOCTH
PacTBOPOB IIKAJIBI. MI3MepeHre TOBTOPSIOT IISITh Pa3 M3 HOBBLIX IIOPLIMI pacTBOpa.

ITo moNyY4eHHBIM HAHHBIM CTPOSIT T'PALYMPOBOYHBIN rpadmkK, HAHOCS HA OCHM OPAMHAT 3HAYEHMS
ONTUYECKOM IUIOTHOCTHA PAacTBOpAa, a HA OCU abCIMCC — Maccy MOJIMOJeHa.

OTtnenbHBIE TOYKM I'padiKa MPOBEPSIOT IIPY aHAIM3e 06pa3IoB.

4. OBPABOTKA PE3YJIbTATOB

4.1. Maccosyw gomo MommbaeHa (X) B IPOIEHTAaX BEIYUCIISIIOT 110 (hopMyIie
x =L 104,
m

Ime m;— Macca MoJMbIeHa B Ipobe, HalIeHHas 10 IPalyrpOBOYHOMY IpaduKy, MKT;
m — Macca HaBECKU aHAIM3UPYEMON IIPOOEI, T.
4.2. PacxoxXaeHusI pe3yJIBTaToB JIBYX IIApaJLIeIBHBIX ONPEHEICHU WIN PE3YyIbTaTOB ABYX AaHAIM30B HE
JOJDKHEI IIPEBLIIIATH 3HAYEHMH TOIYCKAEMBIX PACXOXICHUIA, YKa3aHHbIX B TaGIuIe.

Maccosas monsa monubneHa, % JomyckaeMoe pacxoxneHue, %
2-107 2-1075
1-1074 5-1075
21074 8:107°
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