YIK 622.349.3-15:546.42.226.06:006.354 Ipynna A39
TOCYONAPCTBEHHDBDH CTAHIAPT COIW3A CCP
S S

KOHUEHTPATbHI PELKOMETANJIUYECKHUE
MeTtoa onpeneaeHH CyMMbl PeAKO3eMeabHbIX
anementos (P33) rocrt

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

OKCTY 1760

Mocranornenuem [ocypaperBenroro Komurera CCCP no crampapram ot 5 anpens
1983 r. Ne 1613 cpok BBeAEHHS yCTaHOBJIEH
¢ 01.07.84

Tlocranosaennem Moccranpapra CCCP ot 29.09.88 M 3362 cpok neficTBus npoajex
no 01.07.99

Hacrosilujy craniapt pacnpocTpaHsfeTcs Ha peiKoMeTajnue-
CKHE KOHLEHTpPAThl U yCTAHAB/IUBAET KOMIIJEKCOHOMETPHUECKHH METO,]
ompeneseHHss CyMMBl peAKO3eMesabHBIX 3jaeMeHToB (P33) B urTpoO-
CHHXH3HTOBOM KOHLEHTpaTe (IpH MaccoBoi Aose oT 3 10 15 %) u B
JIONapHTOBOM KOHILEHTpaTe (mpu MaccoBoii joJe ot 10 1o 32 %).

MeTox OCHOBAaH Ha NPAMOM KOMIIEKCOHOMETPHYEeCKOM. THTPOBa-
Hun P32 npu pH 5,4. B kauecTBe KOMIJEKCOHA HCIONB3YIOT AH3ITH-
JICHTPHAMHHOEHTAyYKCYCHYIO KHCJOTY, MeTaNJIHHAHKATOp — apceHa-
30 III.

(UsmeHennan penakuug, Hsm. Ne 1).

1. OBIHE TPEBOBAHUNA

1.1. O6mue Tpe6oBaHUa K MeTOAAM aHaju3a H TpeGoBaHHAM 6e3o-
nacuoct — no 'OCT 25702.0—83.

2. ATIIIAPATYPA, PEAKTHBbI U PACTBOPLI

Bechl aHasuTHYECKHE.
Bechl TexHHYecKHC.
IlnuTka saeKTpHUECKas.

H3nanue oduunanbHoe MNMepeneuaTka BOCTpelteHa
* Mepeusdanue (mail 1994 2.) c Hamenenuem M 1,
yreepxcoennoim 8 cenrabpe 1988 2. (HYC 1—89)
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rOCT 25702.10—88 C. 2

dJaexkTponeyb MydeabHas JabopaTopHas C TepPMOPETYJSTOPOM,
obecneunBaiollas TeMnepaTypy Harpesa ao 800 °C.

Yallku niaTHHOBBIE BMECTHMOCTDbIO 50 cm3.

BiopeTku BMecTHMOCTBIO 2 H 5 cM3.

IMunerkn BMecTuMOCTbIO 2 cM? ¢ HeHo# AenenHs 0,02 cm®.

IMunerku smectumoctbio 10, 20 # 50 cM? Ge3 jenenwuii.

Konbu koHnYeCKHEe BMECTHMOCTBIO 250 cM3.

Kon6sl MepHbie BMecTuMocThio 100 1 1000 cm@.

CrakaHbl CTeKJsiHHble JabopaTopHble BMecTHMOCThi0 100 cM3.

CrekJaia yacosBble.

Ounbrpel 6ymaxHbie 06e330/eHHble «0esas JeHTa».

Bymara uHIHKAaTOpHasi yHHBepcasibHas.

Kuenora asothas no FOCT 446177 u pasbasaennas 1:1..

Knucenora coasinag no TOCT 3118—77 u pasbasuenHas 1:1.

Kucnora cepuas no TOCT 4204—77 u pa36aBJeHHas 1:1.

Kucaora ykcycuas mo I'OCT 61—75, pacTsop ¢ MOMIAPHON KOHIEHT-
pauneii 0,2 mosp/am3.

Kucaora ¢propucroBonoponnasi no TOCT 10484—78.

CMech coJIsIHOM B a30THOH KUCJOT «llapcKasi BoAKa»

FOTOBSIT CMEIIMBAHHEM KOHLEHTPHPOBAaHHBIX KHCJOT B COOTHOLIE-
Huu 3:1.

Cmech KHCJIOT «OOPPTOPHCTOBOAOPOAHAS»; TOTOBAT CJEAYIOLIUM
obpasom: 280 cM® (GTOPHCTOBOAOPOAHOM KHCJIOTH CMellHBalT ¢ 130 r
GOpHOIT KHCJOTH B MOJIHITHIEHOBO# NOCyne.

Kuciora ackop6HHOBas MeJHLHHCKAS.

Kucnora 6opaas no FOCT 9656—75.

Kucaora cyasdocannuuiosas no FOCT 4478—78, pactsop ¢ mac-
coBoil KOHUeHTpanuei 250 r/am3.

Amwmuaxk Bojauni no F'OCT 3760—79, pasbasiennniii 1:1 u 1:3.

Bojopona nepekuch no FOCT 10929—76.

Hatpus ruapooxkucs no I'OCT 4328—77, pacTBOpPH C MOJAPHOH
KOHUeHTpauue# 1 mosab/AM® U MaccoBoji koHUeHTpauued 100 r/ame.

Harpuit ykcycuokucawit mo FOCT 199—78, pacTBOp ¢ MOJAPHO#
KoHHeHTpauue# 0,2 Moan/am3.

Yporponur no 'OCT 138173, pacTBOp ¢ MacCOBOH KOHIEHTpA-
nueit 200 r/ams.

Bydepunii pactBop pH 5,4; roToBAT caeayooumum — o6pasom:
14,5 cM® pacTBopa yKEyCHOH KHMCJOTH ¢ KOHUeHTpauuei 0,2 Moab/im?
cMewruBaloT ¢ 85,5 ¢cM® pacTBopa YKCYCHOKHCJIOrO HaTPHsg C KOHUEHT-
pauneit 0,2 mMosb/1M3.

Apcenaso III, pactBop ¢ mMaccoBoit KOHUeHTpamued 5 r/ams.
@-AHHATPOGEHO, PACTBOP C MaccoBoi KoHueHTpanHei 0,5 r/amd.
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C. 3 T'OCT 25702.10—83

MMonnakpuaaMuZ BOAHHE pPacTBOP C MAaccoBOjfi KOHLEHTpauHedk
2 r/ams.

Pacrsop P32 roropar u3 cymMMu P3D, BhifeJleHHON H3 HTTPOCHH-
XH3HTOBOIO HJIH JIONAPHTOBOI'O KOMIEHTPATOB, CJEAYIOIHM 06pasom;
HaBecKy cyMMbl P33 mMaccoit 100 Mr, npeaBapHTeJbHO NPOKAJNEHHYIO
npu 800 °C, nomeiialoT B cTakaH, BMecTHMocTblo 100 cM3, cMauuBaioT
1—2 cMm® Boabl u pacTBopsiloT B 10 cM® a30THOfi KHCJIOTH, pa3baBJiieH-
Hoi 1:1, ¢ noGaBiaenuem 3—D5 Kamesib nepekHCcH BOXOPOAA TMPH yMme-
PEHHOM HarpeBaHMH. PacTBOp mepeBOASIT B MePHYIO KOJGy BMECTH-
MocThio 100 cM®, 10BOAST BOMOH A0 METKH M NePEMEILHBAIOT.

1 cm® pacrBopa coaepxut 1,0 mr cymmn P32.

Kucnora pauaTH1eHTpHaMHHNeHTaykcycHas (I TITA), pacreop ¢
MoasipHo# KoHueHntpaumelt 0,01 Moan/mM3, roroBaT caexyiolum o6-
pasom: 4 r JTIIA nomemaloT B crakaH BMecTHMocTbio 100 cm® u
pacrsopsifor B 30 cM® Tenaoro pacTBOpa THAPOOKHCH HAaTPHS C KOH-
nentpanueit 1 mosan/am3. PacTtBop pas36aBasioT BO#O# A0 MCTKH B
vepHO#l Kosi6e BMectuMocTbio 1000 cm3, Comep:Kumoe KOJAGH THIa-
TeJIbHO NepeMeUInBaloT.

Turp pacrBopa koMmiekcoHa JITITA ycranaBausaioT no cymme P33,
Bb][[e.)]eHHOf/'[ H3 UTTPOCHHXHU3HTOBOTO WJIM JIOMAPHTOBOIrO KOHUEHTpArTa,
caelylomuM 06pasoM: B KOHHUECKYI0 KoJOy BMecTHMOCTbiO 250 cu?
npuauBaioT 5 cm?® pacrBopa cyMmun P33, mobasasioT | cm® pacTBopa
cy/abdocalAnuI0BOi KHCIOTH, 20—30 Mr ackOpGHHOBOH KHCJAOTH H
nepeMewnsaoT. [IpuanBaloT 4—6 xamnejp pacTBOpa HHAHKATOPa o.-AH-
HUTpO(EHOAa U HeHTPaNH3YIOT PaCTBOPOM I'HAPOOKHCH HATPHS (KOHT-
poJib N0 YHHBEpCaJbHOH HHAMKATODHOK Oymare), npuGaB/siss ero Imo
KamiaM W nepeMelluBas CcoAepxuMoe KoJabOnl. [locie mnosBAeHHS
cs1aboi KeJNTOBAaTOH OKpacku pacrBopa, pH-4,5 (M36HITOK LIeJOYH He-
KeJjaTesied, NPH HeOOXOAMMOCTH JOOaBJASIOT 1O KamisiM pacTBOp
cyab(OCaNHIUIOBOM KHCJOTH), npuiauBaioT 5 cM?® OydepHoro pact-
Bopa M HarpeBawoT 10 ~90°C. Ilo oxsnaxAeHHH COJAepPKHMOE KOJIGLI
pas6asasior Bogo#l no 100—120 cm®, npuauBaor 3—5 xamenan pact-
Bopa apcenaso III u TuTpylor pacrBopoM koMmmiekcoHa JTIIA no
(hHKCHPOBAHHOTO Nepexojia 3eJIeHOi OKPACKH B (HOJETOBYIO.

Turp pacrBopa kommiaekcoHa JTIIA (T), BwipaxeHublii B r/cm?
cymmbl P33, Beuncasior no gopmysie

m
T = -
rie m — Macca HaBecKH cyMMu P33, r;

V — ofbem pacTBOpa KOMIJIEKCOHA, H3PAcXOAOBaHHLIA Ha THT-
poBaHHe, cM3.



TOCT 25702.10—83 C. 4

3. MPOBEJAEHHE AHAJIHU3A

3.1. AHa/IH3 UTTPOCHHXH3HTOBOIO KOHUEHTpATA.

Hagecky mpo6si mMaccoit 0,2 r MOMeIaloT B CTAKAH BMECTHMOCTBIO
100 cm3, cmauuBaoT 2—3 cM? BOAB, npuauBaioT 10 cM® cMecH KHCJIOT
«liapcKas BOJKa», CTAaKaH HaKPBLIBAIOT 4acOBHM CTeKJOM M pacTBOPS-
IOT MpH yMepeHHOM HarpeBanHH. Iloc/le pacTBOpPEeHHsi OCHOBHOH Mac-
cbl Mpo6H (06beM COAEPHKHMOTO CTaKaHa YMEHbHIAeTCss NPHMEPHO
HaMNoJ/IOBHHY) npuauBaloT 1,5 cM® «BOpGhTOPHCTOBOAOPOAHOR» CMeCH
xucqaor 3 cm® cepHoi KHCaAOTH. CojlepikHMOe CTaKaHa HarpebaioT 10
{IOJIHOTO YAaJIeHHSI TapOB CEePHOH KHCJOTHI.

Cyxoii ocratox cmauuBawT 8—I10 kanasMH NepeKHCH BOJOPOAA,
TIpUAUBaOT 5 cM® consiHO# XucaoTH, pasbaBseHnop l:1, crakaH Hak-
PHIBAIOT YacOBBIM CTeKJIOM H HarpeBaioT [0 KHNeHusa. [Ipuiusaior
60—80 cM?® BoAbl M BHOBb HarpeBaloOT 10 KHNeHHs. ['opsiunii  pacTBOp
HEHTpaJH3yIOT aMMHaKoM, pa3baBieHHHM 1:3, 1o pH ~2 u BBeneHu-
€M pacTBOpa ypoTponHHa (3HeprHYHOe mepeMellMBaHHe) RoBoasT pH
10 4—4,5 (yHHBepcasbHasi HHAHKaTOpHas Gymara).

3.2. AHaJIM3 JONapHTOBOr0 KOHIEHTPATA.

Hasecky npoOpt Mmaccofi 0,2 ©r NOMemal0T B NAATHHOBYIO YallKy,
cmaumBaloT 1—2 cM® BoxHl, npHJAMBAOT 15 cM® (PTOPHCTOBOAOPOLHOM
kucJoTH, 10 cM® ceprO#i KHcCJOTH, pa3baBiaeHHo# 1:1 H HarpeBaloT 10
NOSIBJCHHS] TYCTBIX NMApOB CepHOi KHCAOTH. Yauky oxJax1awoT, A0-
6aBasloT 5—10 Kamenb KOHHEHTPHPOBAHHOH a30THOH KHCJIOTHI,
2—3 cm® TOii Ke CepHOH KHCJIOTHl H yIapHUBAIOT A0 BJAXKHBIX COJIEH.
CojepKuMOe YallKH pPacTBOPSIOT NPH HarpeBaHuH B 15 cm® coJsiHOMH
KHCJIOTbl, pas36aBiaeHHOH l:l, pacTBOp mNepeBOAAT B CTaKaH BMeECTH-
mocThio 100 cM3, npuausaior 40 cM® BOAL M KHOSTAT A0 PAaCTBOPEHHS
cosiefi. Topsuuii pacTBOp HeATPaJNH3YIOT aMMHaKOM, pa30aBjieHHBIM
1:1, mo pH ~1,5 u ammuakom, pasbasieHHbiM 1:3 po pH=3,56—4
{KOHTpOJIb 1O yHHBepCaJbHOH HHAMKATOPHON GyMmare).

3.3. Ocanok ruapookuceit (m. 3.1, 3.2) KoaryaupywT (yMmepeHHoe
HarpeBaHHe pacTBopa), 106aBJAIOT no Kamisim 2 cM® pacTBopa MOJH-
aKpulIaMuaa U QJOKKYJHPYIOT ocafok B TeueHHe 3—5 mun. Copep-
KHMOE CTaKaHa OXJaXJAaloT A0 KOMHATHOH TeMIepaTyphl, NepeBOAAT
B MepHYIO K0J0y BMecTHMOCTbIO 100 ¢€M®, A0JMBAIOT 0 METKH BOLOH
H nepeMeliuBaioT. YacT, pacTBopa (GHABTPYIOT 4epes CyXylo BODOHKY
B Cyxofi crakad. AJHKBOTHYIO YacTh $uiabTpara o6beMom 10—50 cm?®
NOMeLAlT B KOHHYECKYw KoJaOy BMecTHMOCTbio 250 cM3, no6aBasoT
5 cM® pactBopa cy/bdocalHUHIOBOH KUCIOTH, 20—30 Mr acKopGHHO-
BOH KHCJIOTH H mepeMewrHBaloT. IlpunuBaioT 4—6 kamesb pacTsopa
HHAHKaTOpa o-AHHHTPOGEHOJA M HEHTPaJM3ylOT pacTBOPOM TIHApPO-
OKHCH HaTpHf ¢ MaccoBoi koHueHtpauueit 100 r/am®, npuGasass ero
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C. 5 TOCT 25702.10—83

IO KamisfM M NepeMeuinBas cojep:kumoe xoabul. Ilocie nossaeHHs
HKeNToBaToOR OKpackd, pH~4,5 (H36BITOK WeNoYH HexeJaTeseH, NMpH
6e00XonHMOCTE A00aBIAIOT N0 KAamisM PacTBOp CypbhOCaIHIHIOBOR
KHCJOTH) TNpUAHBalOT 5 cM® GydepHoro pacTBopa M HarpeBalT A0
~90°C. Tlo ucreueHun 5—6 MHH COfepXKUMOE KOJGH pasbaBiSiOT
Bozioit no 100—120 cM3, npuGasasior 3—5 Kaneiab pacTBopa apceHaso
IIT u tuTpyloT pacTBopoM xommaekcoHa JTITA po ¢HKCHpOBaHHOrO
nepexoja 3eJIeHOH OKPaCKH B (PHOJETOBYIO.

4. OBPABOTKA PE3YJIbTATOB

4.1. MaccoByw noawo cymmn P33 (X) B mepecuere na cyxoe Be-
11eCTBO B NPOIEHTAX BEIUKRCIAIOT O hopMmyiie
X = T-V-100-K i
m
rae T — Tutp pacrtBopa Komiiekcona JATIIA, Bepaxennwit B Mr/cum®
cymmb P33;
V — o6bem pacrtBopa Kommiexcona JITITA, uspacxomoBannbifi
Ha TUTPOBARUeE, cM?;
K — xroadduuuenr nepecuera mo F'OCT 25702.0—83 n. 1.5;
m — Macca HaBecKH npo6bl B aJlMKBOTHOH 4YacTH THTPyeMOro
pacTBopa, MT.
4.2, Pacxoxlenust MeXjy pesy/JbTaTaMH ABYX NapaJlielbHbIX ON-
pefesieHHi He NOJIXKHEI NPeBHIIATh BEJHYHH, YKA3aHHBIX B TabJule.

Maccosag Aon:z;nggg’;’moaeuuwux IlonycRaeMoe pacxoxzenue, %
3.0 0.4
10,0 10
15,0 1,5
20,0 1.8
32,0 2,5

Paap 2—4. (U3menennas pepaxuus, Usm. Ne 1).
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