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FrOCYLAPCTBEHHbBIN CTAHALA PT COMW3A CCP

KOHLEHTPATblI PEAKOMETANIVNYECKUE
MeToz onpefieneHHa CyMMbl peAKo3eMerbHbIX
anemeHTos (P33) roCcT

Raremetallic concentrates
Method for the determination 25702.10— 83+
of sumof rare earths

OKCTY 1760.

MocTtaHosnieHnem [ocypapcTeeHHoro komuteta CCCP no ctaHgaptam or 5 anpens
1983 r. ."A 1613 cpoK BBefeHWs ycTaHOB/EH

¢ 01.07.34
MocTaHoBneHvem occtaHgapT CCCP or 29 09 88 J6 3362 CpoK AeiicTBKA MPOATeH

no 01.07.99

Hactoawwmii cTaHAapT pacnpocTpaHseTCcqd Ha pefkKomeTannnue-
CKMe KOHLIEHTpaTbl M YCTaHaB/IMBAET KOMM/IEKCOHOMETPHUYECKNIA MeTof
OnpefesneHns CyMMbl pefikO3eMeflbHbIX 3/1eMeHToB  (P33) B HTTpO-
eHHXH3HTOBOM KOHLieHTpaTe (Mpu maccoBoi gone ot 3 go 15%) us
IONapuToOBOM KOHLEHTpaTe (npu MaccoBoil fone oT 10 go 32 %).

MeTof OCHOBaH Ha MPAMOM  KOMM/JIEKCOHOMETPUUYCCKOM TUTPOBA-
Hu P33 npu pH 5,4. B kayecTBe KOMMEKCOHA WCMOMb3YIOT [OHITU-
NEeNnTPHAMHHMEHTAYKCYCHYIO  KUC/OTY, MeTa//IMHANKATOP -  apceHa-
30 M1

(M3meHeHHasa pegakuus, Mam. Ne 1).

. OBLWME TPEBEOBAHWA

11 O6uwme TpeboBaHNA K MeTofaM aHanm3a u TpeboBaHMsM 6e30-
nacHoct — no MOCT 25702.0—383.

2. ANMAPATYPA, PEAKTVBbI N PACTBOPDI

Becbl aHanuTu4yeckue.
Becbl TexXHUYecKue.
MnuTka anekTpuyeckas.

M3paHve otmumansHoe MepeneyaTka BOCMpeLLEeHa
« Mepeuspanue (Maih 1994 r.) c N3meHeHnem M 1.
YyTBEP>XK/€eHHbIM B CeHTA6pe 1988 r. (MYC 1—89)

9.
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3nekTponeys MydenbHas nabopaTopHas C TepMOpPErynsTopoM,
obecneunBaroLas Temnepatypy Harpesa go 800 °C.

Yaluku nnaTvHoOBble BMECTUMOCTbIO 50 cM3.

BrOpeTKn BMECTUMOCTLIO 2 U 5 cm3,

MnNeTKn BMeCTUMOCTbIO 2 cM3 ¢ LieHoli geneHnst 0.02 cm3,

Munetkn BmecTmocTbio 10. 20 1 50 cm3 6e3 aeneHwii.

Konbbl KOHWYecKvie BMECTUMOCTbIO 250 cM3,

Konbbl mepHble BMecTMOCTb0 100 1 1000 cm3

CTakaHbl CTeKNsiHHble abopaTopHble BMecTUMOCTbiO 100 cm3

Crekna 4acosble.

PubTPbl BYMaXKHbIE 06€330/1eHHbIE «6eniasn neHTa.

bymara MHAMKaTopHaa yHuUBepcanbHas.

Kucnota aszotHas no FOCT 4461—77 u pa3basneHHas 1:1..

Kucnota consiHas no MOCT 3118—77 u pas36aBneHHas 1:1.

Kucnota cepHas no FOCT 4204—77 v pa3baBneHHas 1.1

Kwcnota ykcycHasa no FOCT 61—75, pacTBOP C MO/APHOA KOHLEHT-
pauveit 0,2 mone/gm3.

Kucnota ¢propuctosogopogHas no MOCT 10484—78.

Cmecb COMSHOM 1 a30THOW KUCMOT «LiapcKas BofKa»

F%T]C-)BFIT CMeLLMBaHNEM  KOHLEHTPUPOBAHHBIX KWUCMOT B COOTHOLLE-
Hun 3:1.

CMmecb  KuCNOT «60opthTOp NCTOBOLOPOAHAsA»; TOTOBAT CleAyHoWwmnm
o6pazom: 280 cm3 (hTOPUCTOBOLOPOLHONM KWUCMOTbI CMellmnBatoT ¢ 130 ©
GOpPHOIA KNCMOTbI B NOMNITUNEHOBON MNOCYAe.

KncnoTa ackopbuHoBas MeauLmMHCKas.

Kwncnota 6opHas no FOCT 9656—75.

Kucnota cynbtbocanmu,HnOBaﬂ no NOCT 4478—78, pacTBop C Mac-
COBOIA KOHLLeHTpaLl.VIeI/I 250 r/gm3

Awmmmnak BogHbIi no MOCT 3760—79. pa36aBJ'IEHHbIVI 11 n 13

Bogopoga nepekuck no MOCT 10929—76

Hatpus rugpookucs no roCT 4328—77 pacTBopbl C MOJISIPHON
KOHUeHTpauweid | MOJIb/AM3 U MaccoBoii KoHLUeHTpaumein 100 r/gm3.

Hatpuii ykcycHokucnblii no FOCT 199—78, pacTBop ¢ MOMSPHOI
KoHLeHTpauuein 0,2 monb/am3.

Yp O'EPOHVIH no MOCT 1381—73, pacTBOp C MAacCOBOW KOHLEHTpa-
uveid 200 r/gm3

BydepHbIii  pacTBOp pH 54; ToTOBAT CrefytowumM  o6pasom:
14,5 cm3 pacTBOpa YKCYCHON KWCMOTbI C KOHUeHTpaumeid 0,2 monb/gm3
CMELLMBAIOT € 85,5 CM3 pacTBOpa YKCYCHOKWUC/IOFO HATPUs C KOHLEHT-
pauueii 0,2 MOﬂb/,qM3

ApceHaso |11, pacTBop ¢ MaccoBoil KoHLUeHTpaumeid 5 r/gm3.
a-AHHMTPOgeHON, pacTBOP C MaccoBoi KoHueHTpaumeli 0,5 r/gm3
4 3um. 944 97



C 3 IoCT 23702.10-81

) }'Ionglakpmnamm,q BOAHbIA PacTBOP C MacCOBOW KOHLEHTpauuen
r/gm3.

PactBop P33 roTtoBsT M3 cymmbl P33, BblAeneHHOW M3 UTTPOCUH-
XH3UTOBOIO WX NONApUTOBOro KOHLEHTPATOB, CNejyrowym o6pasom;
HaBecky cyMmmbl P33 maccoit 100 Mmr. npeaBapvTenbHO MPOKaNEHHYH
npy 800 "C, nomewiatoT B CTakaH, BMeCTUMOCTbHO 100 cm3, cmaumBaloT
1—2 cm’ Bofbl H pacTBOpsAOT B 10 cM3 a30THOM KMCIOTbI, pa3baBfieH-
Hoii 1:1, ¢ gobaBneHnem 3—5 Kanenib MepekMcyM BOAOPOAA Mpu yMe-
pPEHHOM HarpeBaHuWW. PacTBOp MepPeBOAAT B MEPHYH KOnby BMeCTu-
MocTbio 100 cMm3, 4OBOAAT BOAOI A0 METKU U NepeMeLLnBatoT.

lcm’ pactBopa cogeput 1.0 mMr cymmbl P33.

Kucnota pgHaTuneHTpuamuHneHtaykcycHas (ATMA), pacteop ¢
MONISIPHONA KoHLUeHTpaumeli 0,01 mMonb/AM3 roTOBAT ClefytowmM 06-
pasom: 4 r ATMNA nomewarT B cTakaH BMeCcTUMOCTbiO 100 cm3 n
pactBopsAoT B 30 cM3 Tensoro pacrteopa rMAPOOKUCK HATPUSA C KOH-
LeHTpaumein 1 monb/gM3. PacTBOp pa36aBnstOT BOAOM [0 METKM B
MepHoin Konbe BmecTMmocTbio 1000 cm3  CogepXumoe  Konbbl Tuia-
TeNIbHO MepemeLLnBaloT.

Tutp pactsopa KomniekcoHa ATITA ycTtaHaBnnsalT no cymme P33,
BblENEHHOM M3 HTTPOCWHXM3MTOBOrO WM NONapUTOBOr0 KOHLIEHTPaTa,
cnegytolmm 06pa3oM: B KOHWYECKYH KONMBy BMecTUMOCTbH 250 cm3
npuameatoT 5 cm3 pacTBopa cymMmbl P33, pobaBnsaioT 1 cm3 pacTeopa
Cynb(hoCcasHUMM0BON KncnoTbl, 20—30 Mr ackop6WHOBOM  KUCMOTbI U
nepemeLunsatoT. MNpunmealoT 4—6 Kanenb pacTeopa WMHAMKaTopa a-au-
HWTPOeHONa N HENTPanM3yT pacTBOPOM FMAPOOKMCK HATpua (KOHT-
ponb Mo YHMBepcasbHOW WHAWKATOpPHOW 6ymare), npubasnsas ero no
Kannam v nepeMeLunBas COAEPXUMOe Konbbl. [locne nossneHus
cnaboii enToBaToli OKkpacku pacTtBopa, pH-4.5 (M36bLITOK LWenoun He-
XenateneH, npu HeobxogMmocTn [06aBNAOT N0  KanisaM  pacTsop
Cynb(OCaNHLUMAOBOA KUCNOTbI), MpuamBaloT 5 cm3 6ydepHoin) pacT-
BOpa ¥ HarpesatoT A0 ~-90°C. Mo oxfaxgeHun Ccoaepmmoe Konbbl
pas6aBnstoT Bogok ao 100—120 cm3, npunmBaroT 3—b5 Kanenb pacT-
Bopa apceHaso Il n TuTpytoT pactsopom KommnnekcoHa ATIMA go
(hPMKCMPOBAHHOTO Mepexofa 3e/1eHON OKpacku B (DMONETOBYHO.

Tutp pactBopa komnnekcoHa [OTMA (7). BbipaXeHHbIi B r/cm3
CyMMbl P33, BblUMCNAIOT No opmye

rge T — macca HaBecku cymmbl P33. T;

V — 06beM pacTBOpa KOMMJ/IEKCOHA, W3pacXOf0BaHHbIA Ha TUT-
poBaHue, cM3.
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3. MPOBEAEHUNE AHAJIN3A

3.1. AHa/IM3 UTIPOCUHXH3HTOBOI0 KOHLEHTpaTa.

HaBecky npo6bl Maccoil 0,2 I NOMeLarT B CTakaH BMECTUMOCTbHO
100 cm\ cmaumBaroT 2—3 cm3 BOAbl, NpuanBatoT 10 cM3 cMecu KUCnoT
«lapckas BOAKa», CTakaH HaKpbIBAIOT 4acOBbIM CTEKIOM U pacTBops-
0T NPV YMEPEeHHOM HarpeBaHuW. [locne pacTBOPeHMSt OCHOBHOM Mac-
Cbl NMpo6bl (06bEM COAEPXKMMOro CTakaHa YMeHbLUAeTCs MPUMePHO
HarnonosuHy) npuaveaioT 1.5 cM3 «6OPHTOPHCTOBOLOPOAHONM» CMecu
KNCNoT n 3 cM3 cepHOi Kuncnotbl. CoflepXXMMOoe cTakaHa HarpesatoT [0
MOJIHOTO YAaNeHNs MapoB CEPHOW KUCMOTbI.

Cyxoil ocTaToK cmauuBaroT 8- 10 KannsMu MepekMcn BOAOPOAa,
npuAnBaloT 5 cM3 CONAHOM KWUCNOTbI, pa3baBneHHoOW 1:1, cTakaH Hak-
pbIBalOT 4YAacOBbIM CTEK/IOM W HarpesalT [0 KuneHwud. [MpunusatoTt
0—80 cm3 BOAblI M BHOBb HarpeBatOT f0 KumeHus. [opsuunii  pacTBop
HelNTpanu3yrT aMMuakom, pasbasneHHbiM 1:3, 1o pH -2 wu BBegeHu-
eM pacTBopa ypoTponuHa (3HepruyHoe nepemeLuvBaHue) fosoast pH
o 4—4.5 (yHuBepcanbHaa UHAMKaTopHas bymara).

3.2. AHas13 NnonapuToBOro KOHLEHTpaTa.’

HaBecky npobbl Maccoit 0,2 © nomeLlatoT B MAATUHOBYH  YallKy,
cmaumBatoT 1- -2 cm3 BoAbl, npuamBatoT 15 cM3 PTOPUCTOBOAOPOLHON
KUcnoTbl. 10 cM3 CepHO KuCMOThl, pas3baBneHHon 11 n HarpesatoT Ao
MOSIBMEHUA TYCTbIX NapoB CEPHOM KUCMOTbl. YallKy oxnaxpjawT, f0-
6aBnaoT 5 10 kanefb KOHUEHTPWPOBAHHOW a30THOW  KWUCNOThI,
2—3 CM3 TOIN >Xe CEpHON KMCMOTbl M yNnapuBatoT [0 BMaXHbIX COMel.
CofepXMMoe Yallku pacTBOPAIOT MpU HarpeBaHWn B 15 cM3 COMsHON
KucnoTbl, pasbasneHHol 1.1, pacTBOp NepeBOAAT B CTakaH BMeCTU-
MocTbto 100 cm3 npunmsaloT 40 cM3 BOAbl M KANATAT [0 PacTBOPEHUS
coneid. Fopsumin pacTBOp HENWTPaM3yOT amMMMUakoM, pa3baBneHHbIM
1:1, po pH -1,5 n ammuakom, pasbaBneHHbim 1:3 go pH-3,5—4
(KOHTPONb MO YHWBEPCaNbHOW WHAMKATOPHON Bymare).

3.3. Ocapgok rugpookuceid  (n. 3.1, 3.2) koarynupyrT (ymMepeHHoe
HarpeesaHue pacTeopa), 406aBng0T No Kanasam 2 cM3 pacTeopa nosm-
akpunamuga u (noKKynupyroT ocafok B TeyeHne 3—5 muH.  Cogep-
XMMOe CTakKaHa OXNaXAalT L0 KOMHATHOW TemnepaTypbl, NepeBOLAT
B MEPHYK KO0NOy BMecTMMOCTbiO 100 C'™M*. 4ONMBAOT A0 METKWM BOAON
H nepemMeLlunBaloT. YacTb pacTBopa (MNbLTPYIOT Yepes CyXyro BOPOHKY
B CyXOl CTakaH. A/IMKBOTHYK 4acTb (hunbTpata oobemom 10—50 cm3
MoMeLLatoT B KOHWUYECKYHD Konby BMecTUMOCTbio 250 cm3 fo6aBnsoT
5 cm3 pacTBopa Cynb(ocannMumnoBoin Knucnotbl, 20—30 Mr ackopouHo-
BOM KMCNOTbl M MepemewuBatoT. [lpunamnsatoT 4—6 Kanesb pacTeopa
VHAMKaTopa a-AMHUTPOEHONIA H HENTpanusyloT pacTBOPOM  MApPO-
OKWCW HaTpusi C MaccoBOW KoHueHTpauuein 100 r/gm3, npmbaBnss ero
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Mo KannaMm W nepemellvBas CoAepXMMoe Konbbl. [locne nossneHus
XKenToBaToil okpacku, pH-4.5 (M36bITOK LUENOYM HexenartenieH, Mpu
HeobXoAMMOCTM [06aBNAAT N0 KarisaMm pacTBop CypbocaMLHIOBOM
K1cnotel)  npuamsatoT 5 cM5 GydepHoro pactsopa W HarpesalT [0
~90°C. Mo ucteyeHUn 5—6 MWH COAEPXKMMOe KONbbl pa3baBnsAT
Bofoi go 100—120 cm3, npnbasnsoT 3—5 Kare/b pacTBOpa apceHaso

11 v TnTpytoT pacTBopom KommnekcHa ATMA 10  (UKCMPOBaHHOTO
nepexofja 3e/1eHOM OKPackn B (PUONETOBYHO.

4 OBPABOTKA PE3YJ/IbTATOB

*1l1 MaccoByto gonto cymmbl P33 (X) B mepecueTe Ha Cyxoe Be-
LLeCTBO B MPOLEHTAX BbIYMCASAIOT No hopmye

x _  T-Y-100-IC
T .
roe T — TuTp pactBopa KomnnekcHa ATIA, BblpaXeHHbll B Mr/cm3

CyMMbl P33;

V — obvem pacTBopa KomnnekcHa [ATITA. u3pacxofoBaHHBIiA
Ha TUTpPOBaHue, CM3;
N — koapduumeHT nepecyeta no MOCT 25702.0—83 n. 15
m — macca HaBeCKM npo6bl B aMKBOTHOW 4acTW TUTPyeMoro
pactsopa, M.
4.2. PacxoxXfeHus Mexay pesynbtaTamy ABYX napasnefibHbiX Of-
pefeneHnii He [O/MKHbI MPeBbIWATh BENWYMH, YKa3aHHbIX B Tabnuue.

MaccoB»* fjoT* CyMKu pqﬂ,KOMLU&ﬂbHI:IX
0

anCHILLIOH. [oayc*»cmo* paooxaessie. \

3.0 0.4
10.0 1.0
15.0 15
20,0 18
32.0 25

Pasg 2—4. (/13meHeHHas pegakums, Mam. Ne 1).
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