I'pynna B39

MEXTOCYJITAPCTBEHHB H CTAHAOAPT

WUTTPUN U EI'0 OKHUCH

MeTona onpezieneHus: npAMeceid oRMceld npa3eoauMa, HEOAHMA, caMapus,
eBpONUsl, TepOus, JMCOPO3us, rOAbMES, PO, TYIHA H HTTEpOHA rocTt
23862.15—7
Yitrinm and its oxide. Method of determination of such impurities as oxides of ?
praseodymium, neodymium, samarium, europium, terbium, disprosivm, helmium,
erbium, tulium and ytterbium

MKC 77.120.99
OKCTY 1709

THocranonnennem T'ocymapersennoro komurera CCCP no eranaapram or 19 oktaGpa 1979 r. Ne 3988 aara seenenns
YCTAHOBJIEHA

01.01.81
Orpannyenne Cpoka AeHCTBHA CHATO no nporoxony Ne 7—95 MexrocyaapcTBEHHOTO COBETA MO CTAHJAPTH3ANNAH,
MeTponorun M ceprudmkanun (MYC 11—-95)

HacTosIAi craHmapT VCTaHABINBAET TIOMUHECIIEHTHELI METO, ONpeIeIcHAS OKHCE peIKo3eMeNb-
HBIX 371€MEHTOB B UTTPHM M eT0 OKIHCH.

MeTon ocHOBAH Ha BO30YKICHHI PTYTHOA JaMIION CIIEKTPa MOMHHECIICHITHA PETKO3EMEIBHEBIX 3IIe-
MEHTOB B KpHcTAnodocdopax aHaTH3APYEMEBIX MAaTepPHANIOE H PETHCTPAIlHH IOIYYSHIIOTO H3IyYcHUH.
MaccoBHE T0/M IIPAMECEH HAXOIIAT METOIOM I0DABOK.

W HTEepBAIEL ONpenenseMbIX MACCOBEIX TOIei MpuMeceil oKrceii:

mpaseomAMa oT 1+ 1073 % mo 1m10-2 %

Heomuma  oT 11072 % mo 1m10—2%

camapug 0T 5+ 1076 % mo 1m10—2%

€BpOIIHA or 1103 % mo 1m10—2 %

Tepbus oT 5-1075% mo 1m10—2 %

ovcrpo3us ot 3+ 1078 % mo 1m10—2 %

TONBMHA or 1+10—* % nmo 1m10—2 %

5p6us or 3-10—° % mo 1m10—2 %

TYIAS or 1103 % mo 1m10—2 %

urrepbus ot 1103 % no 1w10—2 %.

(Mamenennaa penagnoaa, Mam. Ne 1).

1. OBIIIUE TPEBOBAHU A
1.1. O6mme TpeboBaHHA K MeTomy aHann3a — o F'OCT 23862.0—79.
2. ATITIAPATYPA, MATEPHUAIBI 1 PEAKTHUBBI
CrnekrpodoroMerp duyopecueHTHLIH MPF-4 dupMmbl XHTaul WM aHATTOTHYHBIA NpHOOD.

YcTaHOBKA JIS PeTHCTPAITHH CIIEKTPOB MIOMWHECTIEHITHH Ha Haze MJIP-3 c pemretkoit 600 1rrp/mMm
{cM. gepTexk 1).

Wzpanue ohunuaisuoe IlepeneuaTka rocnpenieHa

Hzdanue ¢ Hamenenunamu Ne 1, 2, ymeepoacoennvimu & anpeae 1985 e., mae 19902 (HYC 7—85, §—90).
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C.2T1'0CT 23862.15—79

DoToyMHOKHTENL DPDY-62.

Ileusr MydenbHag ¢ TEPMOPETYISTOPOM,
obecreunBalonuM Harpes mo 1200 €.

6 IInuTKa snekTpHYecKan.

7 8 9 Becrl Topcuonnkie THA BT-500 wmm aHa-
JTOTHYHEIE.

| Turnn dapdoposeie No 1 umm Ne 2.
AMMOHWI BaHAaIWEeBOKHWUCILIN MeTa II0
10 IoCT 9336—75, x. 1.

Harpuii  asorHokucneii no  T'OCT
4168—79, x. 4., pacTBOp € KOHIICHTPAIlHCH
50 /oM.

Kucnora comgrag oco8oil YHCTOTHEL MO
I'OCT 14261—77, pazbasnenHas 1 : 1.

AMMoHHIE  (PTOpPHCTHIL IO TI'oCT
1 — oceerurenr OIT-18 ¢ prymaoit mammon JPII-250; 2 — ceeTo- 4518_75’ X‘: . .
dunerp YOC-2; 3 — Kamepa Bo30YKIEHHUS, 4 — KIOBETA C KPHCTAl- Kannii ¢ropucreii mo I'OCT 20848—75,
nodocdopoM; 5 — KoHmeHcop; 6 — MoHoxpomarop MAP-3; 7 —  X. 4., pACTBOpP C KOHIIEHTPAITHEN 50 F/L[M3.
doroymuoxutes OPIY-62; 8§ — youmrens ¥3—6; 9 — caMOITHCELL Hatpuii  cepHOKHCIHIBIH o TOCT
KCII-4; 1{) — BRICOKOBONBTHBIA BRIIPAMEUTETS BC-22 6053—77, X. 9., PAacTBOp ¢ KOHIICHTpAIHeii
Uepr. 1 50 /5.

Kucnora ceprasg mo TOCT 4204—77, x. 1., pazbasnerHag 1 : 2.

OKuCcH mpa3cognMa, HCOIHMa, CaMapHs, ¢BPOINA, TepOWA, DHUCMIPO3IHA, TOIbLMHL, 3pOH, TYIHM,
UTTepOUsT — THUCTOTOH He MeHee 99 %.

PacTBOpH 3amacHEBE, cOmepkallne KaxXoei mo 1 mr/cy® omHoro m3 P339 (B pacdere Ha OKHCD):
100 MT okrcH P3D moMelanT B cTaKaH BMecTHMOCTR0 50 cM3, cMadnBaloT Bomoil, npuansaior 0,5—1 o’
COISHOM KHMCHOTHL, HAaTPEBalOT Ha 3ICKTPHYIECKOH IUIMTKE JO PACTBOPEHHS, OXTAKIAKT IO KOMHATHOH
TeMIIEPATYPHL, IIEPEHOCAT B MEPHYIO Konby BMecTHMOCTEI0 100 ov®, moBOmAT BOXGH 10 METKH H IEpEMe-
IMTHBAIOT.

Pacrsop paGoune I, comepxkainme 1 MKr/cy® oqmHoro u3 P39 (B pacyere Ha OKHCH), TOTOBAT pa3bab-
JTeHHEM 3aIIacHEIX pacTBoOpoB Boxoi B 1000 pas.

Pacteop paboumii I, comepkammii mo 1 MKr/cM3 HeOIMMa, CaMapMs, €BPOIIHS, THCIPO3HSI, TOMb-
MHH, 5pOHA, TYIH, UTTepOHA (B pacdeTe Ha OKHCh): B MEPHYIO KOGy BMeCTHMOCTBIO 1000 cM? BHOCAT 10O
1 eM3 3amMacHBIX PACTBOPOB TIEPEINCTEHHHX P30, MOBOIAT BOTOI M0 METKH M TIEPEMEITHBAIOT.

3. ITPOBE/IEHUE AHATTN3A

3.1. IlepeBegeHne MeTaIIHYCCKOTO UTTPHA B okMch — o I'OCT 23862.0—79.

3.2. TIpurorosiaenne Kpuctanpnodgochopos

3.2.1. Kpucramiodocdophl 14 pa3ieiIbHOI0 ONpelcIcHHA KaKI0H IPHUMECH: B YeThIpe (GapdopOoBhIX
THITIA IoMELIAloT 1o 150 Mr aHanu3upyeMoii 11podel. B ogHH Tires BBogaT pabounii pactsop I onpeneis-
€MOI IIPHUMECH TaK, YTOOKI comepKaHue T00aBKH OBIIO NPHOIHIHTEIRHO PABHO MPEIIIONIAaracMOMY COOeD-
JKAaHMIO IIPHMECH B IIpobe. Bo BropoM Turie nodaBKa IOMKHA MPEBHINATE IPEINOIAracMoe COICPKaHue
5TOH IpHMecH B TIpobe B IBa pasa.

B ocrasmmxcs 1Byx THIISX MpoObl CMAYHBAKT 1 —2 KaIUIAMH BOJEL.

3.2.2. Ilpu onpenencHAn Tepbud B KaKIBIH THreNb 1obasisoT no 0,1 ¢y’ pacTBopa cepHOKHMCIOTO
marpud, 0,3 cM? cepHOH KHCIOTHL.

THriIM noMelranT Ha MEKTPHYCCKYIO INMTKY, YITAPHBAIOT TOCyXa, MPOKATHBAKT B My(QeIbHOH e
npx 1100 &C B TeweHne 1 1 W OXAAKIAIOT 0 KOMHATHOM TEMTIIEPATYPHI.

3.2.3. IlpH onpenencHAR KaXIOH H3 OCTATHLHEIX IIPHAMECEH YeThIpe THITII IIOMEINAT Ha DIeKTPHYISC-
KVIO TITHTKY, YIIAPHBAIOT JOCYXa H OXIAXIAKT J0 KOMHATHOM TeMIIEPATYDEL.

3.2.3.1. I'lpu onpeneleHAN Ipa3coIiMa — B KaKIBIH THIEIb J00ABITIOT 1o 60 MT (PTOPHCTOTO aMMO-
nusA uno 0,15 cv® pacteopa GTOPHCTOrO KailHA, IOLCYIIHBAIOT Ha 3AeKTPHYECKON IUIHTKE, IPOKAIHBAKT
B MydenpHoi neun npu 830 °C B TeueHMe 45 MHH H OXIKIAI0T J0 KOMHATHOH TeMIEPATY DI

3.2.3.2. Ilpu onpenencHAN KaxkIoMH U3 IPHMECeH — HeOOHMa, CaMapHs, eBPOIIHS, JTHCIIPO3HI, TONb-
MW, 3pOH, TYTHA, UTTePONT — B KaXKIBIH THIenb J00asagioT mo 100 Mr BaHATHEBOKHUCIIOTO aMMOHHNS,
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I'oCT 23862.15—79 C. 3

TIIATENLHO TIEPEMENTMBAIOT CTEKMAHHOA Manoukoi, mobasagior mo 0,25 oM’ pacTBopa a30THOKHACIOTO
HATpHs, NEPEMEIIHBAIOT, BEICYIIMBAIOT JOCYXa Ha JICKTPHYCCKOH INTHTKE, IPOKANMHBAIOT B My(heIbHOH
neun npu 900 °C B TedeHHe 1 4 H OXIAXKIAKOT 10 KOMHATHOH TeMIIEPATYPhL.

3.2.3.3. Ecmn MaccoBag O0Md KaXI0H M3 IepeYHCICHHBLIX B II. 3.2.3.2. npuMeceil HE NpeBBIIIACT
5+10~* %, BBemeHMe m0GABOK TPOM3BOIAT COIMMAcHO T. 3.2 ¢ MCMOMB30BaHHEM pabGodero pactsopa I
B pesynprare norydaioT KpHucTamaodocdopsl ¢ 100aBKaMH BCEX YKA3aHHBIX IIPHMECCI.

3.3. Bo30yxknende u perdcTpanusd COeKTpoB JOMHAHECTEHITHH

Kpucrannodochopsl moMenaloT B KIOBETH C KBAPIEBHEIM OKHOM.
TIpu McTIoMB30BAHHN KIOBET 663 KBAPIEBRIX OKOH (UepT. 2) pH-

MCHAIOT CICIYTIOIIHI CII0Cc00; KIOBETY (4) MOMENIAoT Ha MUTHGOBAH-
HYT0 MOBCPXHOCTE MOMIOKKH (5) U cOOKY MPUKPEITIAIOT MAarauT ( 1).
B xiopeTy cBepxy HacHmMaloT obpasen (2) M MPEcCyIoT MyaHCOHOM
(3) ¢ vewmem 10 kr.
1 2 NS 4 5 TIpu ompenene HUT KAXKIOH TIPUMecH BO30YKIAIT U PETHCTPH-
PYIOT CIEKTP MOMHHECIICHIINN YeTHIpeX KPHCTaLnodochopos Mmoc-
JeJoBaTeNbHO, HATMHAA ¢ OoAbIIeH T00ARKH.
@ (Mamenennad pegagnoms, Fam. Ne 2).
EEEREN 3.3.1. OmpemeneHie Mpa3eoInAMa, CaMapHI, eBPOIHST, Tepoud,
/ IUCIPO3HS, TONbMKUS, 5POM, TYIMA MPOBOIHT HA GIYOPEeCHEHTHOM
cuekrpogoTroMerpe MPF-4. CriekTp TlOMHHECHEHIHNH BO30YXKIal0T
MITy4EHHEM KCCHOHOBOH JIAMIIBIL Ha JUTMHE BOXHBL A = 320 HM 11
BCEX TIpUMecei, KpoMme Mpa3eomuma, JII KOTOPOTO JITMHA BOTHE
Bo30yxmeHnd A = 250 uv. HampskeHne Ha (hOTOYMHOKHTENE —
Hepr. 2 800 B, BXOogHAA IIeAh OTKPHITA MOTHOCTHIO, (GHALTP HA BXOIE —
YepHbIi, (MWIETp Ha Beixone — UV-43 mim Bcex NpUMECeH, KpoMe TYIMH, VIS KOTOporo (GMILTP Ha
BeIxone — R-62. JIHHBL BOJH JIHHWA H3Ty4eHHI IIPUBSICHL B TadI. 1.

I — marHut; 2 — obpasen; 3 — IyaHCOH;
4 — KI0BeTa; 5 — IIOTOXKA

Tacnmuoal

o N
Hgiiﬁfgim IH IIpaseomum Camapuit Enpormmuit | TepOuit Huctposuit Tomenrtit Dpouit Tymmit

JITHHA BOTIEL

WM3NY4eHHA, HM 488 602 619 543 575 541 554 788

3.3.2. OnpenencHue MacCOBOH HOJMIH HEOIMMa M HTTepOHA MPOBOIAT HA YCTaHOBKE Ha Dasze M/P-3
(qeptex 1) ¢ penrerkoit 600 mrTp/mMm.

CHEKTP JTIOMHHECIEHIMH BO30YKIAIOT MAMYYCHUEM PTYTHOH JTaMIIhI.

@unsTp Ha Bxome — Y@C-2, dunptp Ha Bexone — KC. OcranbHbBIE YCIOBHA PETHCTPAIIHH IIPHBEIE -
HBI B TAbM1. 2.

Taonuma?2

Ormpenensie MBI 3IEeMEHT Hanpstxerue Ha @DV, B JlmHa BOsHBL PericTpHpyeMblit yIacToOK
MATYIEHMA, HM CIIeKTpa, HM
Heomnm 1000 879,8 845—900
Hrreponii 1200 983,0 955—1000

4. OBPABOTEKA PE3VYJIILTATOB

4.1. B KaXJ0i perucTporpaMmMe H3MEPSIOT BBICOTY (£) MUKA aHAIMTHYCCKOH JIMHUM 3JIEMSHTA TIPH-
MECH.

Io mByM mapannenbHLIM 3HAYEHUAM A, U A,, MONYIEHHBIM 10 IBYM PETHCTPOTPAMMaM s KPUCTamN-
nogochopos, TPUTOTOBIEHHBIX H3 MPoGH Ge3 100aBOK, HAXOMAT CpeqHEapUGMETHIECKOE SHAYEHHUE /..

MaccoByio TOMK0 KaXIoH H3 onpefaenseMbIx okuceil (X) B MpolieHTax BEMHCASIOT 10 (hopmyTe

12-1% 183



C. 41'0CT 23862.15—79

X=

hc _hx ’
IIe ¢ — MaccoBasl Lo 100aBKH OIPEIe/IsieMOH IIpuMecH, %;
hc — BHICOTA MMHKA aHATUTHYECKOH THHUH B PETHCTPOTpaMMe, MOMYIEHHOUW M1 Kpuctamnodgocdopa,
MPUTOTOBAEHHOTO W3 TPOOH ¢ TolGaBKOF.

Fcmu 3HageHns nob6aBOK HE YIOBAETBODPIIOT TPEOGOBAHWUAM, U3TTOKEHHBIM B T1. 3.2, aHANW3 TTOBTOPS-
10T C BBENEHNEM HOBHIX TOOABOK.

4.2. Ilpu xoHTpOIE BOCTIPOM3BOIHMOCTH PE3yALTATOB HAPAUIETBHEIX OIIPEICTCHIH 10 IBYM Tapan-
JICJIbHBIM SHAYCHWAM hl n h2 BBIYHUCIIAOT 3HAYCHHA Xl n X2 — PE3YNBTATHI IIapaJllICIbHbBIX OHPGI[CHCHHﬁ.

PacxoxaeHns MeKIy HIMH H Pe3yIBTATAMH NBYX aHATH30B (OTHOIIICHHE OONBIIETO K MEHBIIEMY) HE
TOKHBL TIPEBHITIATE 3HAYEHWS TOMTYCKAEMOTO PACXOXKIEHU, PABHOTO 2,5.
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