I'pynna B59

MEXTOCYJXZAPCTBEHHUB#A CTAHIAPT

JIAHTAH, TAJIOJTUHUN, UTTPUI U UX OKUCH

Meron onpenejieHds npuMeceil OKHCeH HEOAMMa, CAMAPHSA, €BPONHs U IPous TOCT

23862.14—79

Lanthanum, gadolinium, yttrium and their oxides. Method of determination of
impurities as oxides of neodymium, samarium, europium and erbium

MKC 77.120.99
OKCTY 1709

IMocranosnennem Cocynapersennoro komurera CCCP no crangapram ot 19 okra6pa 1979 r. Ne 3988 nara sBenenus
YCTAHOBJIEHA

01.01.81
Orpannyenne CPOKa JEHCTBHA CHATO MO HOPOTOKOIy Ne 7—95 MeXrocyJapcTBEHHOrO0 COBETA IO CTAHJAPTH3ANMM,
MeTposiornd u ceprupukamma (MYC 11-95)

Hacrosmmiii cranmapt ycTaHABIMBAET TIOMUHECIIEHTHBIN METOM OIPEACIICHUSI OKUACENA HEOIUMA, ca-
Mapusi, eBpOIus 1 3pOrs B JIAHTAHE, TANOJIMHUN, UTTPUU U X OKUCSX.

Merom ocHOBaH Ha BO30OYXIEHUM PTYTHOMN WJIM KCEHOHOBOM JIAMITON CIIEKTPA JIIOMUHECLIEHLIUM PE-
KO3eMEeJIbHBIX 2JIEMEHTOB — IpuMeceil B Kpuctamodochopax aHaIU3HPYEMBIX MATEPUAJIOB U PETUCTPA-
MU TIOTyYeHHOTo u31ydeHus. CopepxXaHue TIpuMeceil HAXOIAT METOIOM 100aBOK.

WHTepBaibl onpeesieMbIX MACCOBBIX JOJIEH IIpUMeceil OKHCeil:

B JAHTAHE M €T0 OKUCH:

Heomuma  oT 5+ 10~* % mo 2m10—3 %

ap6us or 5:10~* % no 2m10—3 %

B UTTPUMU M €TI0 OKHUCU:

Heomuma  or 1+10~4% mo 2m10—3 %

BTAaZJONIMHUU U €T0 OKUCH

camapuss  or 5+ 107%% mo 5m10—* %

epporss or 1+ 10—6% mo 5m10—* %.

(A3menennas penaxkmus, U3m. Ne 1, 2).

1. OBIIIUE TPEBOBAHUA
1.1. O6uue TpeboBanus K Merony aHamn3a — 1o F'OCT 23862.0—79.
2. AITIITAPATYPA, MATEPHUAJIBI 1 PEAKTUBBI

Cnexrpodotomerp diryopecueHTHBINH Tma M850 wiy aHaJIOTMYHBIA.

YcTaHOBKA UIST PETMCTPALIMY CIIEKTPOB JIIOMIHECIIEHITN (IEPTEXK).

ITeunr MydenbHasg ¢ TEpMOPETYIATOPOM, obecrieurBaoIInM TeMieparypy go 1200 °C.
IInuTkKa 3nexrpuyeckas.

Ileus MydensHast ¢ TEpMOPETYIATOPOM, OOECTIeunBaOIIUM TemIieparypy mo 120 °C.
CTynKHU ¥ TIECTUKH SIIMOBBIE WIM U3 OPTaHMIECKOTO CTEKIIA.

W3panune opuumansaoe IlepeneuaTka Bocupemena

H3zoanue ¢ Hamenenusmu Ne 1, 2, ymeepxucoennvimu 6 anpene 1985 e., mae 1990 2. (UYC 7—85, 8—90).
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L Turnu dapdoposbie Ne 3.
6 9 — 10 Yauku KsaplieBbie BMECTHMOCTBIO 30—50 cm>.
Kucnora asotHas oco6oii wncrorsl mo T'OCT

11125—84, pas6arnenHas 1 : 1.
' AMMoHMii  BaHaaueBokuciHbpii mo T'OCT
| 8 9336—75, x. 1.

Hatpuii azorHokucmbiii mo T'OCT 4168—79,
PacTBOp ¢ KOHUEeHTpauuei 50 r/mm3.

Kucnora comnsiHast oco6oit yrctotsl mo I'OCT
14261—77, pas6aBieHHas 1 : 1.

HaTtpwmii xnmopucrsiit mo 'OCT 4233—77, x. 4.,
pacTBOp ¢ KOHLeHTpauuei 10 r/amM>.

Bona nenoHn30BaHHAas (ABaXIHI).

CnupT STWIOBBIH peXTH(PUKOBAHHBIN TeXHH-
yeckuit mo 'OCT 18300—87.

1 — ocserarens OCJI-1 ¢ pryrHoii sammnoit JIPII-250; 2 — cBe- Heomnma okuce Mapxku HO-CC.
TodpmieTp YPC-6; 3 — Kamepa Bo3OyxaeHms; 4 — KIOBETa C Dp6us okuch Mapku DpO-1.
kpucrawiopochopom; 5 — KoHmeHCOp; 6 — crekTporpad C CMO-1
HCII-51; 7 — perymstrop CKOPOCTH OBOPOTA IPH3M; 8§ — BEICO- aMapus OKMCh MapKH M .
KOBOJBTHEIA CTAaGIIM3APOBAHHEIN MCTOYHMK TaTarws BCB-2; Esponus okuce Mapku EsO-1.
9 — doroanextpreckad npucraska ®III-1 ¢ doroymHOXHU- PactBopsl I 3amacHble HeodHMa, caMapHs,
Tenem  @IV-22; 10 — TNOTEHUMOMETp — CAMOMMUIYNGME  epnomyg U Sp6Hs, coepxauue 1 Mr/cM3 omHOTO
BIM-17M-2

u3 P3O (B pacuere Ha okuch): 100 Mr okucu P3D
MTOMEIIAIOT B CTAKAaH BMECTHMOCTBIO 50 cM3, cMayMBaloT Bomoi, mpwimsaoT 0,5—1 cM? comstHol Kucio-
THI, HAIpeBAalOT HA BJIEKTPHYECKOMH IUIMTKE O PACTBOPEHMS, OXJIAXAAIOT 0 KOMHATHOM TeMIIepaTypEbl,
MepEeHOCST B MEPHYIO K06y BMecTHMOcThio 100 cM3, JOBOIAT BOHOM HO METKU M MepeMeINBAIOT.

PactBops! I pa6oune, comepxamue 1 Mxr/cM® P3D (B pacuyeTe Ha OKHCH), FOTOBAT pa3baBICHHEM
3amacHBIX pacTBopoB I Bomoit B 1000 pas.

Pactsop 11 3amacHoi HeoayMa, cofiepxammii 1 Mr/cM> Heomuma (B pacdeTe Ha oKuch): 100 Mr okucH
HeoIMMa IIOMEIIAIOT B CTaKaH BMECTUMOCTEIO 50 cM3, cMayMBaloT BOOM, npwinBaioT 0,5—1 cM> a30THOIH
KWCJIOTHI, HATPEBAIOT Ha SJIEKTPUICCKOI IUTMTKE IO PACTBOPEHMSI, OXJIAXKIAIOT I0 KOMHATHOI TeMIlepaTy-
PBl, IIEPEHOCAT B MEPHYIO KOIOY BMecTMMOCTEIO 100 cM3, noBoAAT BONOH 10 METKM M MepeMelIHBaloT.

Pactsop 11 paboumit, conepxamuii 1 Mkr/cM? HeogrMa (B pacdeTe Ha OKHCh), TOTOBSIT pa30aBiieHH-
eM 3amacHoro pactBopa II Bogoii B 1000 pas.

Pazn. 2. (Mamenennas pepakmus, Mam. Ne 1, 2).

3. IIPOBEAEHUE AHAIIN3A

3.1. IlparoToBnenne kpucrawiogocdopon

3.1.1. Kpucramwiodpochoph 13 TaHTaHA TOTOBSAT CIEAYIONIMM 00pa3oM. B YeThIpe KBapIieBHIE JalKu
noMemaloT o 300 Mr aHaAIM3UpPyeMoii TTPOOhI OKMCH JIaHTaHa (WIM COOTBETCTBYIOIIEE KOIHMIECTBO METAII-
7a), IPWIMBAIOT 10 2 cM? pacTBopa XJIopHcToro Hatpus U 1o 0,5 cM? comsTHOHM KHCIOTHEL B aBe wamku
BBOIAT paGoume pacTBophl 1 Heomuma U 3p6ua (1 MKr/cm3) Tak, 9TOGH colepXaHME YKa3aHHBIX P3D
MPEeBHIIATO NPEAIIoiaraéMoe ColiepXXaHue UX B Ipode B 1,5—3 paza. 3aTeM Bce YeThIpe YalllKH ITOMEIAIoT
Ha 3JIeKTPUYECKYIO IDTUTKY, HarpeBaloT 10 PACTBOPEHMS, YIIAPUBAIOT I0CYXa, IPOKAIMBAIOT B My(eIbHOM
neyu mpu 700—750 °C B reueHme 20—25 MMH M OXJIAXIAIOT 10 KOMHATHOM TEMIIEPaTYpE!.

3.1.2. Kpucrammnodocdopst U3 UTTpUsT: B 4eThIpe hapdhopoBhle TUIIIA IOMEIAIOT ITo 300 MI aHAIU3H-
PYEMO¥ TIPOGHI OKHMCH MTTPUsA (WUIM COOTBETCTBYIOIIEE KOJIMYECTBO METAUIA), IIPWIMBAIOT IO 2 CM> a30T-
HO¥M KMCHOTH. B mBa s BBOIAT paboumit pactBop I meommma (1 MxT/cM3) Tak, 4To6BI comepXKaHHe
HEOoAMMa IIPEBHIIIAJIO IIpeATIoIaraeMoe coiepXaHue ero B mpobe B 1,5—3 pasa. Bce yeThipe THINIS ToMela-
0T Ha 3JIeKTPUYECKYIO TUTUTKY, HarpeBaloT 0 pACTBOPEHUS, YIIAPUBAIOT JOCYXAa, IPOKAIHUBAIOT B My(eb-
Hol nieunt ipu 950—1000 °C B TeyeHre 3—5 MHH M OXJIZKIAIOT IO KOMHATHOM TeMITEPaTyphL.

B kaxpril THrENb JO0ABISIOT O 165 Mr BaHATHEBOKHUCIIONO aMMOHNS, TIIATENBHO [IEPEMEIIUBAIOT
CTEKIISTHHOM MATOYKOM, 106aB/sioT 1Mo 1,5 cM? pacTBOpa a30THOKHMCIOTO HATPHS, IEPEMENIABAIOT, BHICY-
UBaOT B cylibHOM Iikady mpu 100—110 &C, npokammBalor B MydenbHoii meun npu 1000—1100 °€
B Te4yeHHUe 1 4 U OXJIAXAAloT 10 KOMHATHOM TeMIIEPaTyphl.

3.1.1, 3.1.2. (MsmMenennan pegakmas, M3m. Ne 2).
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3.1.3. Kpucrayutodochops! U3 TATOMUHNS: B YeThIpe KBAPIIEBBIE YAIIKK ITOMeIAaoT 1o 500 Mr aHanu-
3UPYeMON IIPOOEI OKVICH TafonuHus. B aBe 9amky BBOZAT paboure pacTBOpEI 1 camapus ¥ €BpPOIINS Tak,
YTOOBI 3HAUEHNE MAaCCOBBIX JOJIEH OTIpe/IesIieMbIX TIPUMecel IIPEBBIIIIAIO IIPEAIIONIATaeMOe UX 3SHAUYEHUE B
pobe B 1,5—3 paza (HaBecka IpOOBI JOKHA OBITH TIOTHOCTBIO IIOKPEITA PACTBOPOM). B aBe Apyrue ganku
npwinsaoT 110 0,5—1 cM? Bomsl. ColepXuMoe KaxIol Jalky OCTOPOKHO IIepeMeIIBaAIOT (PTopOINIACTO-
BOM MAJIOYKOH, OCTOPOXKHO, YTOOBI HE OBUIO BBIOpACHIBAHUS IIPOOEI, YIIAPUBAIOT HA 2JIEKTPUIECKOM ILTUT-
Ke JoCyxa, IIEPeHOCIT B CTYIIKY, JOOABJISIOT 110 275 MI BAHATNEBOKUCIOIO AMMOHMSI, TILATEJIBHO PACTU-
patot B TeueHue 10—15 MuH, 106aBisst CIIMPT VIS OAAEPKAHNSI CMECH BO BIAXKHOM COCTOSIHUY, TIEPEHO-
CSIT CHOBa B KBapLIEBYIO YAIIKY, OCTOPOXHO BEICYIIMBAIOT HA SJIEKTPUYECKON IUIATKE, IIPOKAIABAIOT B
mydensHolt ey npu 1000—1100 &C B TeyeHue 1 4 1 oXJIaXIAIOT 10 KOMHATHOU TeMITepaTypsl (HEIOIy-
CTUMO HATNYNE SPKO-XKEITHIX M KOPUTHEBBIX IISITEH).

(BBeneHn ponoanurenbHo, Vzm. Ne 2).

3.2. Bo30yKaeHne H perucTpamusi CieKTPOB JIOMUHECIEHIIH

Kaxnrrit kpucrasmmodhocdop pacTuparoT B CTYIIKE U IIOMEIIAIOT B KIOBETY ¢ KBapLEBBIM OKHOM. [Ipu
aHaIM3e KaXIoi IpoOsl BO30YKIAIOT U PETUCTPUPYIOT CIIEKTD JIIOMUHECLEHLINN YEThIPEX KPUCTAILIOhOC-
¢opoB TmocIemOBaTEIBHO, HAYWHASL ¢ OOJBIION HOOABKH.

(A3smenennas pepakmus, Msm. Ne 2).

3.2.1. Ilpu aHamu3e jJaHTaHA, UTTPUS W UX OKHUCEH KIOBETY ¢ KpucTauiodochopoM IIOMEIAIOT B
xaMmepy (cM. ueprex). CIexTp JIIOMUHECHIEHIIMH BO30YXAAI0T U3ITydeHeM pryTHoi ammbl JIPIIT-250, npo-
NYILIEHHBIM depe3 cBeTodmisrp YPC-6, B quanasone 365—440 am. BxogHas 1 BRIXOTHAS ILENN CIIEKTPO-
rpada MCII-51 oTkphITE MakcuMmaibHo. Hanpsokernue Ha doroymHoxutene @DY-22 1000—1100 B.

3.2.2. TIpu aHaIM3e TagOJIMHUS U €r0 OKWCH KIOBETY ¢ KpUCTALTOPOoCchHOopoM ITOMEIIAIOT B KIOBETHOE
oTtmeneHne dyopecieHTHOro crnekrpodoromerpa M850. CriekTp JTIOMUHECLIEHIIMN BO30YKIAIOT N3ITyde-
HUEM KCEHOHOBOM JIAMITBI, MCHIOAb3YS JUIMHY BOJHBI A = 330 HM.

IITupuna mem MoHoxpoMmaTopa smuccud — (0,5 HM.

IIIupuHa menn MoHOXpoMaTopa Bo30yxaeHus: — 20 HM.

3.2.1, 3.2.2. (BBenennl aonoauureasno, Msm. Ne 2).

4. OBPABOTKA PE3YJIbTATOB

4.1. B xaxmoil peructporpaMme U3MeEPSIOT BBICOTY (4) MMKa aHATUTUYIECKON JIMHUM 3JIEMEHTA IPU-
MecH (cM. Tabit. 1).

Taonmma 1

DIEMEHT PeructpupyeMslii y9acToK JInyHa BOJIHBI OcHOBa
CIICKTpa, HM aHaJIMTHIECKOM JIHHUH, HM
Heonmum 885—900 893 B nanTane
880—910 893 B urtprn
Dpbuit 540—560 549 B naHTane
Camapuit 630—660 649 B ranomasvm
Esponuit 610—630 619 B ragomusHm

INo mByM napajuIeNbHBIM 3HAYEHUSIM Ay 1 Ay, TIOTYYEHHBIM II0 IBYM PETUCTPOTPAMMAM JUIS KPUCTaI-
so¢ocdopoB, IPUrOTOBIEHHBIX U3 IPOOE! 6€3 M06aBOK, HAXOMAT CpeaHeapubMETHIECKOE 3HAYEHNUE A, .
MaccoByIO HOMIO KAXION U3 ONPENeIsIeMBIX oKrcel (X) B IPOLIeHTaX BEIYUCIISIOT II0 hopmyite

ch,
hc - hx ’
IZIe ¢ — MaccoBasl JOJIsI H0OaBKM OlpenessieMoll oxuc, %;
h,— BBICOTA IIMKA AHATMTUYECKOH JTMHUU B PETUCTPOrpaMMe, TIOTY4eHHON s Kpuctawtodocdopa,
TIPUTOTOBJIEHHOTO U3 TIPOGHI ¢ JOOABKOM.

Ecnu 3nauenns mo6aBoK He YIOBJIETBOPSIOT TPeOOBAaHUSIM, U3IOKEHHEIM B I1. 3.1, aHAIM3 TIOBTODSI-
IOT ¢ BBEACHUEM HOBBIX J0GABOK.

4.2. ITpu KOHTpOJIe BOCIIPOM3BOAMMOCTH PE3YIBTATOB [1APAJUIETIBHEIX OIIPENEIeHUN 110 ABYM Iapai-
JIETLHBIM 3HAYEHUAM A, U A, BRMMUCIIIOT 3HAYeHUA X; ¥ X, — Pe3y/IbTaThl IapajUle/IbHbIX OIpemeIeHIH.
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Pacxoxmenns pe3yabTaToB IBYX ITapajbIeIbHBIX ONIPEAEIeHUI I Pe3yIbTaToB IBYX aHaIu30B (0T-
HOIIIEHHWE OOJIBINEro K MEHBIIeMY) He MOJDKHBI IIPEBLINIATh 3HAUSCHUH HOITYCKAeMbIX PACXOXIEHUM, yKa-

3aHHbBIX B TA0JI. 2.

Ta6numa 2

OcHoBa

OmpenensieMasi TIPHMECH

ﬂOHyCKaeMO@ PACXOXKICHUC

JlaHTaH U ero OKuUch

WtTpuii n ero oKuch
TafonvHUi 1 €ro OKUCh

OKuch HeoaMa
Oxuch >pous

OKuCh HeOaIMa
Oxwuch camapus
OKICH eBpOIIHS

4.1, 4.2. (A3meHennas penaknus, Viam. Ne 2).
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