I'pynna B59
M EXTOCYITAPCTBEHHEB i CTAHZITAPT

PEAKO3EME/IBHBIE METAJLJIBI 1 X OKUCH

MerTons! onpeneneHns TOPUA 1 NPA3eoIMMA rOCT

Rare-earth metals and their oxides. 23862.31—79
Methods of determination of thorium and praseodymium

MKC 77.120.99
OKCTY 1709

IToctanosnennem Focynapcrsensoro komurera CCCP mo crangapram ot 19 okraopa 1979 r. Ne 3989 nara BBenenus
YCTAHOBJIEHA

01.01.81
Orpanuienne cpoKa AeCTBHA CHATO MO mpoToKoiay Ne 7—95 MexrocyJapcTBeHHOTO COBETa MO CTAHIAPTH3ALMH,
metpoaornd 4 ceprunkanun (MYC 11-95)

Hacrosimuuii cranuapT ycTaHapnuBaeT Goromerpudeckuii Meron onpenenerus topus (ot 2-1075 %
mo 11073 %) B penko3eMeIbHBIX MeTalIaX U UX oKucax (Meroxm 1) u crieKTpodoTOMeTpHIECKUA METON
onpenenenns npazeoguma (o1 11073 % mo 5+107'%) B Heomume u ero okucu (Metox I1).

Merton I ocHOBaH Ha 3KCTPaKLMOHHOM KOHLIEHTpUpoBaHUU npumecu Topud 0,1 Mois/mM® pacTBoO-
poMm TpunsoaMmidochrHOKCHUIA B YETBIPEXXTIOPUCTOM YIIEPOAE U ITOCIEHyIOIEM (HOTOMETPUIECKOM OII-
pefesleHur Topus 10 peakuuu ¢ apceHaszo-I1II. MaccoByio Ioi0 TOpUsI HAXOAAT 110 IPagyUpPOBOYHOMY
rpaduxy.

Meron 11 ocHOBaH Ha U3MepEeHUM ONTUYECKOI IUIOTHOCTH IIOJIOCHI TIOTJIOLIEHUS TIPa3eoanma.

(U3menennas peaakuus, U3m. Ne 2).

1. OBIIME TPEBOBAHUA

1.1. O6uue TpeboBanms K MeTony aHammsa — 1o TOCT 23862.0—79.

MeTton 1
2. AIITITAPATYPA, PEAKTUBBI 1 PACTBOPBI

Dorosnekrpokonopumerp DOK-60 wim crexrpodoTOMETp WIM aHAJIOTHIHBIN ITPHUGODP.

IlmnTka snekTpUIecKast.

CrakaHbl XMMAYECKHE BMecTUMOocThio 100 cM3.

Kon6s1 MepHEIe BMecTIMOCTEIO 25 1 100 cm3.

Crexiia 9acoOBBIE.

BopoHKU AeuTeNIbHbIE BMECTUMOCTBIO 50 M3,

Kuciora comsmasg o TOCT 14261—77, x.4. wiu 4.4.a., pa36aBieHdHas 1 : 1.

Bonopona nepoxcua o 'OCT 10929—76.

Vriepon yersipexxiiopuctsiii mo TOCT 20288—74.

TpunzoammipocHPUHOKCH.

DkerparedTr — 0,1 mom/mv3 (1 : 39) pactBop TpuM30aMIPOocHUHOKCHAA B YETHIPEXXIIOPACTOM
yIiIepoue.

Kuciora ceprast no TOCT 4204—77, 0,15 mons/am3 pacTBop.

W3nanne opunuansaoe IlepeneyaTka Bocmpemena

Hzoanue ¢ Hamenernuamu Ne 1, 2, ymeepxucoennvimu 6 anpese 1985 ., mae 1990 2. (HYC 7—85, §—90).
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Kucimora aszorHas oco6oii unctorsl 110 'OCT 11125—84, pa36asienHas 1 : 1, IpOKUIISTYEHHBIN
pacrsop, 0,1 moin/mv? pactsop.

Kucnora masenesas no TOCT 22180—76, pacTBop ¢ KoHueHTparmeit 100 1/mm3,

Apcenaso-1II, pactsop ¢ KoHueHTpaumei 1 r/mv3.

Topuit a30THOKUCIILIIA.

PacTBOp TOpMS (3aIIACHOI) : HABECKY A30THOKMCIIOTO Topyst Maccoit 0,0238 T pacteopsror B 0,1 Moin/mm3
A30THOI KHCJIOTE, PACTBOP IIEPEHOCST B MEPHYIO K0JIGY BMecTiMocThI0 100 cM® M IOBOISAT BOLOI 10 METKH.

PacrBop Topus (pabounit), cogepxaumii 1 MKT/cM> TOpHS, TOTOBAT pa36aBIeHUEM 3aIIaCHOTO PACTBO-
pa topus 0,1 Momp/mM3 asoTHOI KucioToit B 100 pas, TOTOBST B I€Hb YIIOTPEGIEHMA.

Pazn. 2. (M3meHennas penakuus, W3m. Ne 1, 2).

3. IPOBEJIEHHWE AHAJIN3A

3.1. HaBecKy aHamu3MpyeMoil TIpoOBI (KpoMe ABYOKUCH IIepMsI) Maccoil 1 I IToMemaloT B cTakaH
BMecTuMOCTBIO 100 cM?, mpunuBatoT 10 cM® CoONSTHOM KUCIOTEI, pa3basieHHol 1 : 1, moOaBISIOT HECKOIb-
KO KarlleJb IIEPOKCHAA BOIOPOAA M PACTBOPSIOT IIPU HATPEeBaHUM. PacTBOp yIapWBAalOT ZOCYXa, OCTATOK
pacTBOpsIIOT B 10 ¢M? COMTHOI KUCIOTHI, pa36aBiedHol 1 : 1, pacTBOp IIEPEBOAIT B AETUTEILHYIO BOPOHKY
BMecTuMOCTEIO £ 50 cM3, mprmuBatoT 10 cM® 3KCTpareHTa U SHEPTUYHO BCTPSIXUBAIOT B Te€YEHUE 2 MUH.
Tlocne paccnauBanus BogHYO a3y OTOPACEIBAIOT, & OPTAaHMYECKYIO NEPEBOMST B YUCTYIO CYXYIO HEJIH-
TEJIBHYIO BOPOHKY BMECTHIMOCTEIO 50 ¢M® 11 IPOMBIBAIOT SHEPTUYHBIM BeTpsixuBaHUeM ¢ 10 cMm? CosiHOT
KUCIJIOTHI, pa3baBieHHol 1 : 1 B TeueHUre 2 MUH. PesKcTpakIiUio TOPHMSL IIPOBOASIT BCTPSIXUBAHHUEM OpPraHU-
yeckoro ciost ¢ 10 em3 0,15 Mons/mM?® cepHOTT KACTIOTHL B TeUeHNe 2 MUH. PeaKcTpakT mepeBoIsIT B MEPHYIO
KOJIOY BMECTUMOCTBIO 25 ¢M?, IpUIMBaioT 2 ¢cM® pacTBOpa IIABEJIEBOM KUCIIOTHI, 7 ¢M> a30THOM KHUCJIOTHI,
paszbasnennoit 1 : 1, 1 cm® pactBopa apceHaszo-I11, moBoOmAT BOmO# 10 METKH M TIATEIILHO IIEPEMEITNBAIOT.

Hagecky aHamu3upyemoii TIpoObI IBYOKMCH LIEPUSI Maccoi 1 I TOMEAaoT B CTaAKaH BMECTUMOCTBIO
100 cM3, cMauMBarOT HECKOMHBKMMU KAIUISAMY BOABI, pwmBaioT 10 cM® KOHIIEHTPUPOBAHHON a30THOI
xkucinorsl, 20 cM® mepoxucuga BoAOpoda, NMepeMENIMBAIOT, 3aKPHIBAIOT CTAKAH YACOBBIM CTEKJIOM W pa-
CTBODSIIOT IIPYM HarpeBaHuy. PacTBOp yrapuBaloT JOCyXa, OCTaTOK pacTBOPsIOT B 10 cM? CONITHOM KUCITOTHI,
NpWINBAIOT 6—8 Kalesb IIePOKCHAA BOZOPOAA M MEPEBOAST PACTBOP B HEJIUTENIBHYIO BOPOHKY BMECTHMO-
creio 50 eM?. Manee npwimsator 10 cM? aKcTpareHTa 1 SHEPTUYHO BCTPSXMBAIOT BOPOHKY B TE€UEHNE 2 MUH.
Tlocne paccmanBaHus cMecu BOAHYIO a3y oTGpachIBalOT, a OPTaHWYECKYIO TIEPEBOMSAT B YHCTYIO CYXYIO
JIEJTTEIHHYIO BOPOHKY BMECTMMOCTBIO 50 CM® 11 IIPOMBIBAIOT SHEPTUYHBIM BCTpsixuBaHueM ¢ 10 cm? cong-
HOM KMCIIOTHI, pazbasieHHON 1 @ 1 B TeueHHe 2 MUH. PeaKcTpakuuio TOpUs IPOBOOAT BCTPSXUBAHUEM
opranngeckoro ciaog ¢ 10 cm?® 0,15 Monb/aM? cepHOIT KUCIOTH B TeueHue 2 MUH. PeaKcTpakT MepeBoasT B
MEPHYIO KOJIOY BMECTUMOCTBIO 25 ¢M?, IPWIMBAIOT 2 ¢M® pacTBOpa ILIaBeJIeBO KUCIOTHI, 7 ¢cM? a30THOIA
KUCIIOTEI, pasbasiaeHHoi 1 : 1, 1 em® pacTBopa apceHaso-II1, moBoasT o6beM 00 METKH BOMOI 1 TIIATEb-
HO IIePEeMEIIIBAIOT.

OITHYECKYIO IUIOTHOCTD PACTBOPA U3MEDSIOT Ha HOTO3JIEKTPOKOIOPUMETPE WIH CIIEKTPOHOTOMETPE
npu A_, g 665 HM B KIOBeTe C TONIIMHON IOITIOIIAIIIETO CBET c1os1 50 MM. B KxayecTBe pacTBOpa CpaBHEHUS
HCIIOIB3YIOT PACTBOP, COMEPKAIIMI Te Ke KOJIMUECTBA IIABeIeBO U a30THOI KUCIOT U apceHaszo-II1.

KonmugecTBo TOPUS ONpenesiioT IO IPaTyupOBOYHOMY IpaduKy.

(U3menennasn penakuus, Msm. Ne 2),

3.2. ITocTpoenue rpaayupoBodHoro rpagpuka

B MepHbIe KoI6bI BMecTuMOocTwIo 25 cM3 BomsT 0,20; 0,50; 0,80; 1,2; 2,0; 5,0; 8,0; 10,0 cM3 paBogero
pacrsopa Topus (comepxamero 1 mMxr/cm? Topus), npuwmBanT 7 cm® asotHo# Kuciorsl (1 : 1), 2 cm3
pacTBopa IIaBeNeBoi KMCIoThl, 1 cM? pacTBopa apceHaso-111, monuBaroT BOXOM IO METKHM M TILATEILHO
TIEPEMEIINBAIOT.

OIITHYECKYIO IUIOTHOCTh PACTBOPOB U3MEPSIOT Ha (GOTORIEKTPOKOIOPUMETPE WIN CIIEKTPOHOTOMET-
pe mpu A, g 665 HM B KioBeTe ¢ TONIIMHOM Ioromariero cser cinog S0 mm. B xavecrse pacTBopa
CPaBHEHMS HCIIOIB3YIOT PACTBOD, COAECPXKAIINI Te Xe KOJIUIECTBA IIaBeJIEBOM U a30THON KUCIIOT U apce-
Haso-III.

ITo moIy9eHHBIM 3HAYEHUSM OITHYIECKOHN IUIOTHOCTY CTPOST TPALyUPOBOYHBIN Ipaduk, HAHOCS Ha
OCH OpPIMHAT 3HAYEHUE ONTUYECKON IUIOTHOCTH PAacTBOPA, a Ha OCH abCIIMCC — Maccy TOPUS.
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4. OBPABOTKA PE3VIIbTATOB
4.1. MaccoBymwo noimo Topusi (X) B IpOLIEHTaX BEIYUCISIOT 10 (hopmyite
x=2 10"
m k-

Ioe m, — Macca TOpHs, HalIeHHas 110 TPaTylpOBOYHOMY IpaduKy, MKT;
m — Macca HaBeCKU aHAIN3UPYeMOU IIPOOEI, T.
3a pe3yIpTaT aHAIU3A TIPUHUMAIOT cpenIHeapudMeTrnieckoe 3HAUCHNE PE3YAbTATOB IBYX IIapaUIeb-
HBIX OIIPENEIEHUN.
4.2. Pacxox/eHus pe3yIbTaToB IBYX ITapajUIeIbHBIX ONPEAETIEHUI WA PE3YJIbTATOB IBYX aHAJIM30B HE
JIOJDKHBI IIPEBBIIIATH 3HAYEHUI JOITYCKAEMBIX PACXOXAECHUI, YKAa3aHHBIX B TAOIMLIE.

Maccosas monst topus, % HomyckaeMoe pacxoxaeHue, %
21073 2-10-5
1-1074 8-10-5
3.1074 2-1074
5.1074 3-1074
11073 5-1074
Meton II

5. AIITTIAPATYPA, PEAKTUBBI 1 PACTBOPBI

Cnextpodoromerp PU-8800 (AHIIMS) Wi aHATOTUYHEIN TIPUGODP.

Irka snekTpudeckas.

Ileur MydeapHAS ¢ TEPMOPETYIATOPOM, 0OECTIEYNBAIOIINM TeMIieparypy 1o 800 °C.

Kon6er MepHBIE BMecTUMOcTRI0 10, 50, 100 cMm3.

LIWIMHAPE MEPHBIE ¢ IIPUTEPTOI TIPOGKOI BMeCTUMOCTRIO 10 cm3.

Crexiia 4acoBhIE.

ITumeTKY ¢ OeTeHUsMU BMecTuMocThio 1, 2, 5, 10 cm3.

CTakaHBI CTEKISHHBIE BMECTIMOCTEIO 25, 50 1 100 cm3.

OuneTpe! 6e3301bHEIE HuHAT TenTakH

[Ipaseomnma OKMCH YUCTOTEL > 99,99%.

KucioTa x10pHas, KOHIEHTPUPOBAHHAS 1 pacTBop KoHIeHTpaunu 0,01 Moss/am3.

PacTBOp IIpaseomuMa 3amacHoi, comepxammii 10 Mr/ cM3 (B pacdeTe Ha OKMCh NIPA3EOHNMa):

500 Mr oxucu IpaseoguMa (IIpenBapuTeIbHO IIpokateHHo# rpu 800 °C) moMeIamT B CrakaH BMe-
cruMocTsio 50 M3, cMauMBaIOT BOAOH M PACTBOPSIOT B 5 cM> KOHIIEHTPUPOBAHHOM XJIOPHOI KHCIIOTEI IIPH
YMEPEHHOM HAIrPeBaHUMU. PacTBOp IIEPEBONAT B MEPHYIO KOJI6Y BMECTMMOCTEIO 50 ¢M3, IOBOIAT BOIOM J0O
METKU.

PacTtBOp mpaseomuma pabouuii ToToBAT paszbasieHHeM B 10 pa3 3allaCHOrO pacTBOpa IIpa3eomamuMa
pacTBOPOM XJIOPHOM KUCITOTEL KOHLeHTpaum 0,01 MOJII:/Z[M3.

5.1. TIpoBeneHue aHaIM3a

Hapecky oxucy HeommMma Maccoii 3 T IIOMeNAIoT B CTaKaH BMecTUMocTbIo 50 cm3, 106aBIIsIoT mimneT-
KOi 2 cM3 Bomsl, 6,5 cM? KOHIEHTpUPOBAHHOI XJIOPHO KICIOTH, CTAKAH HAKPLIBAIOT YACOBBIM CTEKIIOM
U PACTBOPSIOT CHayajla IIpM KOMHATHON TeMIlepaType, IepeMeLInBasl CTEKIISIHHOM ITaJIOYKOM, a 3aTeM MpU
HarpeBanuu go 50—60 °C .

PacTBOp TIEPEBOAAT B MEPHYIO KOJIOY (IymHap) BMecTAMOocThio 10 M3 1 moBomsar Bomoii no 10 e,

PactBop misTpyrOT Yepe3 cyxoil QWIbTp «cuHss JeHTaHB cyxoil crakad. PuibTpar NepeBoIsaT B
KIOBETY C [UIMHOM onTudeckoro ImyTy 40 MM M IIPOBOASIT PETUCTPAIIMIO CIEKTpa NMpu (PUKCUPOBAHHBIX
IUTMHAX BOJTH: 448, 443, 438 HM; mens 2 HM; BpeMsI YCPEIHEHUS CUTHAJIA S5 ¢; KOIIMIEeCTBO HUKIOB 10.

5.2. Boruncnenve xoaddunenTa HaKIOHa IpagyupoBOYHOM rpsiMoil K

B mepHBIE KOMOBI (LMIMHIPE) BMECTUMOCTEIO 10 em? BBomsr 0,15 0,5; 2 u 10 cm3 pa6ouero PacTBO-
pa, comepxamero 1 mr/cm? oxucu mpaseomuma, T.e. 0,1; 0,5; 2 1 10 MI oKMCH 1Ipa3eouMa, JOBOISIT IO
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10 cM? pacTBOpOM XJIOpHOH KucIoTe KoHueHTpaimu 0,01 Moms/mm3. PerucTpaliuio clieKTpoB IIPOBOIST IO
m 5.1.
KoadhduimeHT HakKI0HA TPATYUPOBOYHON MPSMOM BEIMUCIIIOT 110 hopMyJie

4

i M
SN

i=] 1
K=4 5

byi (S ZI — CpeOHee 3HAYCHUE ONTUYECKON IUIOTHOCTH PACcTBOpA B I-TOM TOUKE;
C; — Macca OKHMCH 1Ipas3’eoamMMa B i-TOM TOYKE, MT;
4 — YuCIIO TOYEK rPagyUPOBOYHON IPSIMON.
5.3. OGpabGorka pe3yabTaTOB
MaccoByio Do OKUCH TIpazeomuMa (X) B MPOIIEHTAX BEIYUCIIIOT 110 dopmyre

A -1
X = Tm 1077,
Ime A — cpemHee 3HAYEHNE ONTUYECKOM IUIOTHOCTU PACTBOPA IIPOOEI;
K — xoadpdunimenT HaKII0HA TPATyIPOBOTHON IIPSMOIA;
m — Macca HaBECKU aHAJIU3UPYEMOIH 1TPOOEI, T.
PacxoxmeHust pe3y/IbTaTOB IBYX IAPAJUICIBHBIX OIpPEIEICHNN WIA Pe3y/IbTaTOB ABYX aHATM30B HE
IOJDKHBI IIPEBBIIIATL 3HAYEHUH HOIMYCKAEMBIX PACXOXKIECHU, IIPUBEIEHHBIX B Ta6II. 2.

Ta6nuima 2

MaccoBast gons mpaseomuma, % JHomyckaeMoe pacxoxmeHue, %
1-1073 0,7+1073
241073 0,8-1073
1-1072 0,25-1072
5-1072 1-102
11071 0,15-10!
5:1071 0,5-107!

Pazn. 5. (BBenen nomoanuresnsHo, Mzm. Ne 2).
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