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ME)KFOCYLI,APCTBEHHI:IVI CTAHAAPT

PEAKO3EME/IbHBLIE METAJIIbI 1 NX OKUCU

MeToapbl onpeseneHus Topus U npaseoanma rocT

Rare-earth metals and their oxides. 2386231-79
Methods of determination of thorium and praseodymium

MKC 77.120.99
OKCTY 1709

MocTtaHoBneHvem lMocygnapctBeHHOro komuteta CCCP no ctaHfapTam oT 19 okTa6ps 1979 r. /b 3989 gata BBefeHUs
yCTaHOB/IEHA

01.01.81
OrpaHuyeHve cpoka feicTBMA CHATO No npotokony Ne 7—95 MexrocyAapCTBEHHOrO COBeTa MO CTaHAapTM3aLmu,
meTponoruu u ceptudgmkayum (MY C 11—95)

HacToswuii cTaHAapT yCTaHaBMBaeT (JOTOMETPMYUECKNIA MeTog onpefeneHus Topus (0T 2-10 *%
[0 1210-1%) B pefKO3eMENbHbIX MeTanlax U UX oKncax (MeTogd 1) v cneKTpodoTOMETPUYECKHIA METOf,
onpegeneHus npaseoguma (o1 1e K)-'% go 510 ,%) B Heogume u ero okucu (metog I1).

MeTog | OCHOBaH Ha 3KCTPaKLMOHHOM KOHLEHTpUpoBaHuu npumecy Topus 0,1 monb/gm* pacTBo-
poM TpUN30aMUNPOCHUHOKCUAA B YETLIPEXX/IOPUCTOM YI/IEPOAE W NocneaytoLlemM POTOMETPUYECKOM ON-
pefiefieHUn Topua NO peakuumn ¢ apceHaso-LL. Macconyto 400 TOPUA HaxoAdAT Mo rpagyvpoBOYHOMY
rpacuky.

MeTtog Il ocHOBaH Ha M3MepeHUW OMTUYECKONW MAOTHOCTM NalChbl NOT/OWEHNA Npa3eofuMa.

(N3meHeHHas pegakuus, A3m. N 2).

1. OBWWME TPEBOBAHWA

11. O6wwme TpebosaHusa K MeTogy aHanu3a —no FOCT 23862.0—79.

Metopg |
2. AIMMAPATYPA, PEAKTVBbI N PACTBOPDI

doTo3nekTpokonopumetrp ®IK-60 nam cnekTpohoTOMETP UM aHANOTMYHBIA NpUGOP.

MnuTKa anekTpmyeckas.

CrakaHbl Xummn4yeckme sMectumocTbio 100 cm3.

Konb6bl mepHble BMeCTUMOCTbIO 25 1 100 cm3.

CTek/ia yacosble.

BopoHKY genntenbHble BMECTUMOCTbIO 50 cM3,

Kucnota consiHas no FOCT 14261—77, X.4. uan 4.g.a.. pasdasneHHas 1:1.

Bopgopoga nepokcug no FOCT 10929—76.

Yrnepog yeTbipexxnopuctbiii no FOCT 20288—74.

Tpruzoamundochuttokcua,

OkcTpareHT — 0,1 mons/am3 (1 : 39) pacTBop TpPUM30aMUNPOCHUHOKCMAA B HETbIPEXX/IOPUCTOM
yrnepoge.

Kucnota cepHas no MOCT 4204—77, 0,15 monb/gMm3 pacTeop.

M naHHe oduumanbHoe MNepeneyaTka BocnpeLleHa

M3paHne c M3meHeHnamu M 11, 2, yTBep>KAeHHbIMK B anpene 1985r., mae 1990r. (HYC 7—85, 8—90).
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Kncnota asoTHas ocoboit unctotbl no FOCT 1112584, pas6aBneHHas 1:1, MpOKUMNAYEHHbI
pacteop, 0.1 monb/aM3 pacTeop.

KuncnoTa wasenesas no FOCT 22180—76, pacTtBop ¢ KoHUeHTpauuein 100 r/gm3.

ApceHa30-111, pacTBop ¢ KOHUeHTpauuein | r/gm3

Topwnit a30THOKUCbIIA.

PacTBop Topus (3anacHoiA): HaBecKy a30THOKMCOro Topus maccoii 0,0238 r pacteopsitoT B 0,1 mMonb/gm3
a30THOW KWC/OTe, pacTBOP NEPEHOCAT B MEPHYHO KON6Y BMECTUMOCTbIO 100 M3 1 OBOAAT BOAON A0 METKY.

PacTtBop Topusa (pabounii), cogepxxawuii | MKr/cm3 Topumsi, FOTOBAT pa3baBfieHeM 3anacHOro pacTeo-
pa Topus 0,1 monb/gm3 a3oTHOM kucnoToid B 100 pa3, roToBAT B feHb YNOTpebieHus.

Pa3g. 2. (M3meHeHHas pefakums. M3m. Ne 1,2).

3. MPOBEAEHWNE AHANTN3A

3.1. HaBecky aHanmsupyemoii npobbl (KpOMe ABYOKMCK Liepus) Maccoii 1 r nomewiatoT B CTakaH
BMecTMMOCTbIO 100 cm1 npunusatoT 10cm1 consHOW KMCnoTsl, pas3basneHHoit | : |, 4o6aBnsOT HECKO/b-
KO Karesib Nepokcujia BOLOPOAa W PacTBOPSOT MPW HarpesaHUW. PacTBOp ynapuBsaloT 4OCyXa, OCTaToK
pacTBopstoT B 10 cM* CONAAHOW KWUCNOTbI, pa3baBneHHoN 1:1, pacTBOp NepeBOAAT B AEIUTENbHYH BOPOHKY
BMecTtumocTbio f 50 cM1 npunmsatoT 10 cM1 3KCTpareHTa v 3HepPruyHO BCTPSAXMBAIOT B TeUEHUE 2 MUH.
Mocne paccnavBaHWs BOAHYO (ha3y OTOGPachIBalOT, & OPraHNYECcKyr NepeBOAAT B YUCTYIO CyXylo Aenu-
Te/IbHYt0 BOPOHKY BMECTUMOCTbIO 50 CM11 NMPOMBIBAIOT 3HEPTUYHLIM BCTpsAXUBaHWeM ¢ K) cm1consHol
KNCNOTbl, pa3baBneHHol 1: | B TedeHWe 2 MUH. Pe3KCTpaKLMI0 TOPMS NPOBOAAT BCTPAXMBAHUEM OpraHu-
yeckoro cnosi ¢ 10cm10.15 monb/gM5cepHO KACMOThI B TEYEHNE 2 MUH. PeaKCTpaKT NepeBoasdT B MEPHYHO
Konby BMeCTMMOCTbIO 25 cM5 npuamBatoT 2 cM1pacTBopa LaBeneBoi KUCAOTbI, 7 CM5a30THOM KUC/OTHI,
pasbaaTeHHon | : I. 1 cm1 pacTBOpa apceHas3o-111. 4OBOAAT BOAON 4O METKM M TLWATENbHO MEPEMELLMBALOT.

HaBecky aHanu3npyemoit npobbl ABYOKMCK Liepusi Maccoil 1r nomewiaroT B cTakaH BMECTUMOCTbHO
100 cM1 cmaumMBalOT HECKONbKMMMW Kanasmu Bogbl, npunmeatoT 10 cM1KOHLEHTPUPOBAHHON a30THOM
kucnotel, 20 cmM5 MepokHcua BOfOPOAa, NEepemMeLlnBaloT, 3aKpbiBAHOT CTakaH 4acoBbIM CTEKIOM U pa-
CTBOPSAIOT NpY HarpesBaHuWn. PacTBOp ynapmBatoT 40CyXa, OCTATOK pacTBoOpstoT B K) CM1CONAHOI KUCIOTI,
npuanMBaloT 6—8 Kanesib Nepokcuia BoLOpoAa 1 NepeBoAAaT PacTBop B fefITeNbHY0 BOPOHKY BMECTUMO-
cTbto 50 cmh Jatee npunmeatoT K) cM1akcTpareHTa v SHEPruYHO BCTPSXMUBAKOT BOPOHKY B TEUEHUE 2 MUH.
Mocne paccnamBaHUA CMecu BOAHYHO (Dady OTOPachbiBatOT, @ OPraHNYECKyH MepeBOAAT B YMCTYHO CyXytO
[eNnTeNbHY0 BOPOHKY BMECTUMOCTbLIO 50 CM” 1 NPOMBIBAIOT 3HEPTUYHBIM BCTPsAXMBaHWeM ¢ K) cm1 cons-
HOW KMCNOTbl, pa3baBneHHoN | : 1B TeyeHMe 2 MUH. Pe3KCTpakumio TOpWUsS NPOBOAAT BCTPAXMBaHWEM
opraHunyeckoro cnos ¢ 10 cm10,15 monb/gM1cepHoi KUCNOThI B TeUEHWE 2 MUH. PeakCTpaKT nepeBoasT B
MEpHYH Kooy BMeCTMMOCTbH0 25 cM1 npunmBatoT 2 cm1pacTBopa LaBeneBoii K1CNoTbl, 7 cM1a30THOM
KUCMOTbI, pas3baaTeHHoin 1:1,1 cmlpacTBopa apceHaso-111, ,OBOAAT 06bEM A0 METKM BOAON M TLlaTeNb-
HO MepemeLwynatoT.

OnTUYecKyto NIOTHOCTb PACTBOPA U3MEPAOT Ha (POTO3NEKTPOKONOPUMETPE UK CNEKTPOPOTOMETpE
npv 1Txa 665 HM B KIOBETE C TO/LWMHOW NOr/IoLLaroLLero ceet cios 50 MM. B KayecTBe pacTBopa CpaBHEHUS
MCMOMb3YOT PacTBOP, COAePXKaLLMA Te XXe KO/IMYEeCTBa LLaBeeBOi U a30THOM KUCNOT M apceHas3o-111.

Konuuectso Topus onpegenstoT no rpagynpoBoyHOMY rpaduky.

(M3veHeHHas pepakums, Mam. Ne 2).

3.2. TlocTpoeHWe rpafyvpoBOYHOTO rpagmka

B MepHble Konbbl BMecTMOCTbio 25 cm3BBogaT 0,20; 0,50; 0.80; 1.2; 2,0; 5,0; 8.0; 10,0 cm3 pabouero
pactBopa Topusi (cogepxawero 1 mkr/cm3 Topus), npunmearoT 7 cm3 a3oTHoW Kucnotel (1 @ 1), 2 cm3
pacTBopa LUaBeneBoi KucnoTsl, | cm3 pacTBopa apceHaso-LU. fonmBalOT BOAOW [0 METKW U TLATENIbHO
MepemeLLBatoT.

ONTWYeCKYIo NNOTHOCTb PACTNOPOB U3MEPAIOT Ha (DOTO3/IEKTPOKONOPUMETPE UK CNEKTPOPOTOMET-
pe npu Xrax 4 665 HM B KIOBETE C TOJILMHOI Mmornoulatolero cnet cios 50 mMm. B KayecTBe pacTBopa
CpPaBHEHWS UCMONbL3YIOT PacTBOP, COAEPXKaLLMA Te e KONMYeCTBa LLaBeNieBoi M a30THOWM KUCNOT U apce-
Haso-LU.

Mo NoMyYeHHbIM 3HAYeHWUAM ONTWUYECKOW NNOTHOCTW CTPOAT rPafyypoBOYHbIA rpadiuk, HaHOCA Ha
OCV OpAMHAT 3HaYeHVe ONTUYECKOW MIOTHOCTW pacTBopa, a Ha ocu abcumcc — Maccy Topus.
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4. OBPABOTKA PE3YJIbTATOB

4.1. Maccosyto fonto Topus (A) B NPOLEHTaxX BbIYMCAAOT NO hopmyne

T

rae /s, —macca Topus, HailiieHHas Mo rpagyvupoBOYHOMY TpagvKy, MK:
/n — Macca HaBecKn aHanM3Mpyemoii npo6sl, T.
3a pe3ynbTaT aHanM3a NpYHUMAatoT cpefHeapudMeTUYECKoe 3HAYeHNe Pe3yNbTaToB ABYX Napasieb-
HbIX OMpeaeneHunii.

4.2. PacxoxeHuUs pe3ynbTaToB fiByX NapansefbHbIX OnpeaeneHuii U pesybTaToB ABYX aHaM30B He
[OMKHbI NPeBbILWAaTh 3HAYEHWI JONYCKAeMbIX PACXOX/AEHWUN, YKa3aHHbIX B TabauLe.

Maccobls Jons ropHs. % [JonyckaeMoe pacxoxgeHve. %
2« MI'5 2-10-*
lekr4 8 ¢ 10-*
3¢ 10-* 2+10-4
5¢10-J 310>
110~5 5¢10-4
MeTtopg |l

5. AMMNAPATYPA, PEAKTU/BbI N PACTBOPbI

CnekTpogoTomeTp PU-8800 (AHrAMS) uam aHalorMyHbIA npubop.

MnuTKa anekTpuyeckas.

Meub MydensbHasa ¢ TepmoperynsaTopomM, obecneynsarowum TemnepaTypy fo 800 "C.

Konbbl MepHble BMecTMMOCTbO 10. 50. 100 cm5.

LmnnHapbl MepHble C MPUTEPTO NPO6Kol BMeCTUMOCTbI0 10 cmb5.

Crekna yacosble.

Munetkn ¢ geneHmamu BmectumocTbio 1, 2. 5. 10 cmb.

CrakaHbl CTeK/IAHHbIe BMeCcTUMOCTbIO 25. 50 1 100 cm3

®PunbTpbl 6e330nbHbIE HruHsAs neHTaH

Mpaseoarma oKncb ynucToTbl £99,99%.

Kuncnota xnopHasl, KOHLEHTPUPOBaHHasa M pacTBOP KoHueHTpauun 0,01 monb/gm3.

PacTBop npaseoauma 3anacHoii, cogepxkawmii 10 mr/ cm5 (B pacuyeTe Ha OKMCb Npaseoguma):

500 mr okucy npaseoguma (npefBapuTenibHO NpokaneHHol npu 800 *C) nomeLLaroT B CTakaH BMe-
CTMMOCTbI0 50CM3, CMauMBalOT BOAOW 1 pacTBOPSIOT B 5 CM3 KOHLLEHTPUPOBAHHOW XNOPHON KMCNOTbI MpK
YMEPEHHOM HarpeBaHWW. PacTBOp NMepeBOAAT B MepHYH KOn6y BMeCTUMOCTbO 50 cM5, f0BOAAT BOAOM [0
METKW.

PacTBOp npaseogvma pabounii roToBaT pasbasneHmeMm B 10 pa3 3anacHOro pactsopa npaseoguma
pacTBOPOM X/IOPHOW KMCMOTbI KOHUeHTpauun 0.01 monb/am3.

5.1. lpoBeaeHve aHann3a

HaBecKy OKMCK HeoayMa Maccoi 3 r noMeLLakoT B CTakaH BMECTMMOCTbIO 50 cM3, 106aBNSIOT NUHET-
Koii 2 cM5Bogbl, 6.5 CM3 KOHLLEHTPUPOBAHHOM X/I0PHOW KUCNOTbI, CTaKaH HaKpbIBalOT YaCoBbIM CTEK/IOM
1 pacTBOPSAOT CHayana NpuM KOMHATHOWM TeMnepaTtype, MepeMeLllnBas CTEKISHHON Nanoykoi, a 3aTeM npu
HarpesaHun go 50—60 *C .

PacTBOp MepeBOASAT B MepHY0 Konby (LuunuHap) BMecTuMocTbio 10 cM3 1 f0BOAAT Bogoi 4o 10 cmb.

PacTBOp (huAbTPYIOT Yepe3 CyXoi puabTp «CUHAS NeHTaHB cyxoli cTakaH. ®unbTpaT nepeBogsT B
KIOBETY C [J/IMHON onTu4yeckoro nyty 40 MM M NPOBOAAT PErucTpauuio CnekTpa npu (UMKCUpPOBaHHbIX
[NMHaxX BOMH: 448. 443. 438 HM: LWenib 2 HM: BPeMs YCPeAHEHNUs curHana 5 ¢; KonnyecTso LMknoB K).

5.2. BblunicneHne KoapguumneHTa HakloHa rpagyvpoBoYHoi npsamoin K

B mepHble Konbbl (UAnHApsb!) BMecTumocTbio K) cm3 BBogsaT 0.1; 0.5; 2 u 10cm3 paboyero pacTBo-
pa. cogepxawero 1mr/cm5 okucu npaseoguma, T.e. 0,1; 0,5; 2 n 10 Mr okucK npaseoguma, 4OBOAAT 40
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10 cM3 pacTBOPOM X/1I0PHOW KUCNOTbI KOHUeHTpaLum 0.01 monb/am3. Pernctpauuio CneKTpoB NPoBOAAT MO

n.5.1.
KoathnumeHT HaKnoHa rpafyvpoBOYHOI NPSMOI BbIYMCASAKT N0 hopmyse

rae A-—cCpefHee 3HayYeHWe ONMTUYECKOM NAOTHOCTU pacTBopa B /-TO TOUKE;
C/ — macca oKucK npaseoguma B /-TO TOUKE, Mr;
4 — 4KCNOo TOYEK rPafyVpPOBOYHON MPAMONA.
5.3. O6paboTKa pe3ynbTaToB
MaccoByto 00 OKWCK Mpa3eofnma (X ) B NPOLEHTaX BbIYUCAAIOT Mo opmyse

K™
KT
roe N —cpefHee 3HaYeHWe ONTUYECKON NAOTHOCTU pacTBopa npobbl;
K —KO03(h(hMLMeHT HakNoHa rpagyVpoBOYHON NPAMOIA;

/M —Macca HaBeCKW aHanu3Mpyemoi npo6sl, T.
PacxoxaeHus pe3ynbTaToB fBYX NapassefbHbiX ONpefeneHnii unm pesynbTaToB BYX aHaNN30B He
LO/DKHbI MPEBbILLIATbL 3HAUEHWI JOMYCKAaeMbIX PAaCXOXAEHUIA, NPUBEAEHHbIX B Tabn. 2.

Tabnuua 2

MaccoBas gonu npaseoguma, % Jonyckaemoe pacxoxpeHue, 5-

1+ 103 0,7+10 m
2-10"3 0.8 +10 >
1+10"r 0.25-10 3
5.+ 10-2 1-10 2

1*10_| 0,15- 10
5-10"" 0,5 +10 «

Pa3g. 5. (BeegeH gononHutensHo, N3m. Ne 2).
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