YOK 669.85/.86:543.06:006.354 Tpynna B39
FOCYRAPCTBEHHDBIH CTAHBAPT COK3IA CC?P

PEAKO3EMEJNbHBIE METANTIBI M1 UX OKUCH

XMMMKO-CMEKTPanbHbIH  METOJ] ONpepeneHMs npumeceii I-OCT
BaHafAus, Xenesa, kobanbta, mapraHua, meaM, Hukens

Rare — earth metals and their oxides. Chemical — spec- 23862 "—79

tral method of determination of impurities of vanadium,
iron, cobalt, manganese, copper, nickel

Mocranoenenmem FocyfapcTeeHHoro komurera CCCP no cranpapram or 19 oxrabps

1979 r. Ne 3988 cpox feHcTBMS YCTAHOBNEH
c 01.01. 198¢ r.

ao 01.01. 1986 r.

Hecobniopenue craHfapra npecnefyerca no 3akoHy

Hacrosuii cTaHgapT ycTaHaBJAWBAET XHMHKO-CIEKTPAILHBIN METOR
onpeJleieHHst IIpUMeceil B pPelKO3eMeJbHBIX MeTaanax H HX OKHCHX
(Kkpome 1lepHs H JBYOKHCH IEpHS).

MeToa OCHOBaH Ha TPYIIIOBOM KOHIEHTPHPOBAHUH HApuMeced K-
cTpakiyell UX AUITHAIATHOKAPOaMHHATOB XJIOPOGMOPMOM U nocenyio-
LM CIEKTPaIbHOM aHaIn3e HOJAYIEHHOIO KOHUEHTDATA.

OupegesisieMble KOHIIEHTPALHN NIpUMeced:

Banazust oT 510-5 mo 5.10-%Y%

xKeneza  or 2.10~* go 2.10-39

KobaJjbra or 5105 mo 51049

mapradua ot 5-10—% no 5-10—49,

MeqH or 5105 mo 51049

HuKeass  or 51075 go 5.10749

1. OBLUME TPEBOBAHMUSA

1.1. O6mue tpeGoBanusi Kk merony aHaausa — o FOCT 23862.0—
—T79.

2. ATINAPATYPA, MATEPHAIJIb! U PEAKTUBDI

Cnexrporpad nmdpakuuonunii JPC-13 ¢ pemerkoit 600 mTp/mm,
paboTawIuil B IepBOM IOPSAKE OTpaKeHHs H TPEXJHH30BOH CHCTeMOR
OCBeILeHHA HJIH aHAJOTHUHBIH.

Uapanme odmumanbHoe Mepeneuarka socnpeleda
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TOCT 23862.44—79 Cip. 2

lenepartop ayrosoit -2 ¢ AOHONHUTENBHBIM PEOCTATOM WJAH aHa-
JIOTHYHBIA, IPUCIOCOBJNEHHBHA ANA NOAXKHIrd AYTLH MOCTOSHHOTO TOKA
BBLICOKOYACTOTHBIM Pa3psafioM.

Brmmpauureas 250—300 B, 30—50 A.

Mukpodoromerp Heperdcrpupyiomuii tuna MO-2 wium ananoruy-
HBIH.

Mukpodoromerp perucrpupylouwit tuna G II ¢ camonucuem 9 1B1
WM aHaJOTHYHBIH.

Cnexrponpoextop I1C-18 Hiax aHaJOrduabIi.

Becwl Topcronnbie THna BT-500 usu aHajornyHele.

Boxc u3 opraHuyeckoro crexJa.

Crynxa, necTuk, BOPOHKA H CTepPXKeHb U3 OPraHHYECKOTO CTEKJA.

ITeyr mydeapHass ¢ TepMOpPeryJasaTopoM, 06GecHeyHBAIOLINM TeMIle-
patypy no 400°C.

Hlkad cymHABHEIA C TePMOPEryasiTOpoM, 06eCeUnBAIOLIHM TeMIIe-
parypy o 110°C.

ITantka aaexkrpuueckas.

Jlamna nadparpacuas 3—C-1.

CTaHOK /151 3aTOYKH 3JEeKTPOLOB.

¥Yrau cuexkrpanbpine QCY-7—3.
~ DJeKTpoAnl rpatdHTOBHE (haCOHHBIE UL CHEKTPAJLHOTO aHaJAH3a
mapku OCY-7—4 nunamerpoMm 6 MM ¢ KpaTepoM AuaMmerpom 4 MM, riy-
O6MHOH 6 MM MJIM 3J1eKTPOABI TeX e Pa3MepOB, BHITOUEHHBIE U3 CHEeK-
TpaJbHBIX yriell mapku OCH-7—3.

DaexTponst rpaduTOBHE (haCOHHEIE IS CHEKTPaJbHOTO aHaAH3a
mapkn OCY-7—4 nuamerpoM 6 MM, 3aTOYEHHble HA KOHYC, HJH 3JeK-
TPOABl TOH 2Ke (OPMEI, BHITOUCHHBIE U3 yrael cuekrpaabHbix OCH-7—3.

Ouncrke 06GXKHroM B AyTre MOCTOAHHOrO TOKa 15 A B teuenme 15 ¢
NOABEPTalOT KaxKAYI 1apy 3/eKTPOJOB HeNOCPEACTBEHHO mepeja aHa-
JH30M (3JeKTPOA, 3aTOYEHHEIH Ha KOHyC, (BEpXHHIT) — KaTOM; BJEK-
TPOA ¢ KpaTepoM (HHKHHII) — aHON).

ITopowok rpagutosmit OCU-7—4.

@oronnacTUHKH cnekrporpadpuueckue tun II pasmepom 9X 12 uan
924, obecneunBaomie HopMaJbHble TOYEPHEHHS AHAJUTHYCCKHX JIH-
HHI 1 ()OHa B CIEKTpe.

Hamku Kpapuessie BMECTHMOCTBIO 30 MJI.

Yaursi mIaTHHOBLIE.

Bona neHOHM30BaHHAS C VIEJAbHBIM 3JEKTPOCONPOTHBAeHHEM 20—
24 MOw/cy.

Kucaora asornas oco6oii uucrorsl no 'OCT 11125—73, xkoHIlenT-
puposaHHag U pasbapiaeHHas 1:1.

Kucsora cosstnas oco6oft uncrorsl no I'OCT 1426177, pasGas-
JenHas 1:1.

Awmwmnak ponustii no FOCT 3760—64, x. 4., paz6asaeruni 1:10.

Xnopodopm mo FOCT 20015—74, aBaxkAH NeperHaHHBII.
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Crp. 3 TOCT 23862.11—79

Hartpus N, N-nustunguruoxap6amar no F'OCT 8864—71, 2% -Huiit
pacTBop, roToBAT Nepex ynorpebJeHHEM.

Hatpnii xnopucreiit OCH-7—4.

Crnupr 3THIOBHIA  pPeKTH(UKOBAHHBIHA Texuuueckuit no IOCT
18300—72, nBazkabl NeperHaHHbIl B KBapueBoM npHbope.

Banaguii Merannuueckui.

JKeneso kapGorunbHOe paauorexuuyeckoe mo I'OCT 13610—68,
mapxku [1C.

Ko6aaer mapku K-1 o I'OCT 123—78.

Maprazen Merannnyeckuit mapxkn Mp0O no I'OCT 6008—75.

Meap mapku M-3 no 'OCT 859—78 (CT C3B 226—75).

Hukens mapku H2 mo TOCT 849—70.

Pacrsopsl, comepxamue no 1 mMr/ms BaHazaus, xejesa, Ko6anbra,
Mapranua, meau H Hukeas: 100 Mr oJHOrO H3 HepeyucAeHHBIX MeTaJ-
JIOB pacTBOPSIIOT B MUHHMAJbLHOM KOJIMUeCTBe a30THOH kucjaoTh (1:1),
pacTBOp nepeBoiAT B MepHYI0 KoAOy BMecTUMOcTho 100 MJ, p0BOAST
BOLOH 0 METKH H NepPeMElIUBaIOT.

3. NIOAfOTOBKA K AHANMN3Y

3.1. IlpuroroBnenrne 06pasunoB CpPaBHEHUS

3.1.1. TonoBHo# obpasern cpasnenus (I'OC), comepxauuii mo 0,19
KaX[0ii ompejessieMoll IPHMeCH B pacyeTe Ha COAEPIKAHUE COOTBETCT-
ByIOIEr0 MeTa/jida B CMECH I'Pa(HTOBOrO IOPOLIKA H MeTaJJOB-NpH-
Mecell: B IJATHHOBYIO YawWKy noMemaror 9,94 r rpaduToBoro nopomka
M MOCNEN0BATe/IbHO NPUAUBAIOT MO 10 MJ KaXKA0ro H3 pacTBOpOB, CO-
aepxamux no 0,1 Mr/ma onpenesseMbXx MeranioB. CMech YIapHBAIoOT °
nox MH(GPaKPACHOH JaMIO# O NOJHOrO YA4aJeHHs OKHCJIOB asora,
NpoKaauBaoT B MydeabHoR neun npu 350—400°C B Tedenme 5 MuH,
- PacTUpAIOT B CTYNIKe M3 OPraHHYeCKOro CTexjJa B TeueHue 1,5—2 y, me-
puofnyeck A00aBisAs CAMPT, CylIaT B cywniabHoM mkady npu 105—
110°C B Teuenue 1 W u CHOBa PACTHPAT 10 H3MeNbUeHHs 06pa3oBas-
LIHXCST KOMOYKOB.

Ilepetnpanne B cTyIKe H BHICYIUHBAHHE NIO1 HHPPAKPACHON AaMIOH
BelyT B 6OKCe H3 OPraHHYeCKOro CrekJa.

3.1.2. O6pasuwt cpasrenus (OC) roToBAT NOCAEAOBATEJLHBIM pas- ‘
6assennem ['OC, a 3aTeM KaxK10ro nocaelywliero — rpapHTOBbIM II0-
POIIKOM,

Conepxanue onpenelsieMHX NpuEMecell # BBOJHMEIE B CMeCh HaBec-
KH rpaduTOBOrO MOPOMIKA ¥ NPEABIAYIEro o06pasila IpPHUBENEHH B
Taba. 1. .

Ykasanuele HaBecKn rpagHTOBOrO NOpowka u npeasaymero OC mo-
MEUI2I0T B CTYNKY H3 OPraHHYECKOTO CTeK/Na M TINATEJbHO HepeTHpPaIoT -
B TeueHHe | u, n06aBaAs COMPT A0 KAIUHUEOGPA3HOrO COCTOSHMS MAac-
CHI, BHICYIIMBAIOT B CYIIHJIbHOM mKady npr 105—110°C 1o moctosHHol
MAacCH U MepeTHpalorT. ’ ‘
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TOCT 23862.11—79 Crp. 4

"Ta6nauma 1

Macca HaBecku, r

O6osnauenne Maccopas aoaa - "o o6basua

ospsia Aot TESIGEOOR  rpagwronoro | PRRTCTD SO0

ero 0603HayeHHE)
oCc 1 2-10—2 12,0 3,0 (I'OC)
oc 2 1.10-2 7,5 7,5 (OC 1)
oC 3 5103 75 7,5 (OC 2)
OC 4 2.10-3 9,0 6,0 {OC 3}
OC5 1.10—3 75 7,5 (OC 4)
OoC 6 5.10—4 75 7,5 (OC 5)
OoC 7 2-10—4 9,0 6,0 (OC 6)
OC 8 1.10—+ 7,5 7,5 (OC 7)

06’p331.lbl CpaBHEHHS XPaHAT B 3KCHKATOpPe B IIakKeTaX U3 KaJIbKH.
4. MPOBEAEHME AHAJIN3A

4.1. KonnenTpupoBanue npruMeceil NpoBoAsT B OOKCe U3 OpraHuyec-
KOro CTeKJa.

Hagecky okucn P32 maccoli 1 r nian cooTBeTcTBYyIONLEe KOJIUYECT-
BO MeTaJ/jla IOMeLlalT B KBapleByIO YalllKy, HPHIAHBAOT 4—6 Ma co-
JSHOH KHCJOTH, pasbasieHHo#l 1:1, HarpeBaloT Ha IJIHTKEe OO NOJHOIO
pacTBOpeHHs, yIapHBalOT Ha BOAsHOH Oame gocyxa, Aobasagior 30—
40 ma BOABL, aMMHaK A0 pH 4 u nepeBoiAT B AEJHTEJLHYIO BODOHKY,
BBOAAT 1 MJI pacTBQpa MAH3THJAAMTHOKapOamara HaTpud, 5 MJ XJIOpO-
(opMa M 3HEPrHYHO BCTPAXUBAIOT B TeueHHe 1 MHH.

[Tocne paccnauBanusi opraruyeckyio a3y IepeHOCAT B APYryio ne-
JHTEJbHYIO BOPOHKY H 3KCTPAKUHIO IIOBTOPSIIOT B TEX XK€ YCAOBHAX ellle
IBa pasa. OObeJHHEHHBIH 3KCTPAaKT (OpraHuueckuil CJOil) ABAXKILL
NPOMBIBAIOT BOAOH mopuuamu no 10 mJj, mepeHoCsT B CYXyKW KBapie-
ByI0 udaliky, Aobasasior 50 mr rpaduToBOro mopomika (KOJJIEKTOpa)
U YHADHBAIOT NPH KOMHATHOH Temneparype. CTEHKH Jamikia OOMBIBAIOT
| MJ1 KOHLEHTPHPOBAHHOI a30THON KHUCJOTHL, TPOOY YIapHBAIOT HA BO-
IsgHOH 6aHe W IPOKaJUBAOT B MydesnbHod neun npu 350—400°C B Te-
yenue 1-—2 mud. [lonydenHst CyXol OCTATOK HOABEPTAIOT CIEKTPAJb-
HOMY aHaJIHu3y.

Awnanua xaxno#f npoGH NPOBOAAT H3 ABYX NapPaJJIENbLHBIX HaBe-
cok. OIHOBpeMeHHO ¢ KaXZOU NapTHell AaHAaJH30B CTABAT JBa KOH-
TPOJBHLIX ONEITZ HA BCe PEaKTHBH, NPOBOAS MX Uepes BCE CTAjKHK aHa-
JH3a W 1oJydYas JBa CYXHMX OCTaTKa — KOHIEHTpaTa.

42. CneXxTpaAbHBi aHAJAH3 KOHIEHTPATOB

K xaXznomMy KOHHEHTPATy, IOJNYyYEeHHOMY H3 NPO6 H KOHTPOJBLHBEIX
ONBITOB ¥ K 47 Mr xaxzaoro u3 ob6pasios cpasuenusi OC 1—OC 8 go-
6aBysioT MO 3 MT XJIOPDHCTOTO HATPHS M IEPEMEIIMBAIOT B CTYNKE H3
OpPraHHYEeCKOro cTekaa B TedeHHe 1 muH. Kaxayio cmech ¢ mOMOLIbIO
BOPOHKH H CTEPXHs M3 OPTaHHYeCKOTO CTeKJa HaOHBAalOT B KpaTep
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Crp. 5 FOCT 23862.11—79

HHKHEro 37eKTpoja AuaMeTpom 4 MM U ray6uHo#l 6 MM — anoga. Bepx-
HHM 3JI€KTPOLOM-KATOAOM SIBJSIETCST 3/1€KTPOJ, 3aTOMEHHBII HAa KOHYC.
Mexy HMMH C TIOMOILLBIO BBICOKOYACTOTHOH MCKpBHl 3aXHUTaI0T YTy
nocrosigaoro Toxka 15 A. Cnektpsl B obsact 270,0—345,0 um ¢ororpa-
¢upyror Ha cnexkrporpade HDC-13. Bpems askcnosunuu -—80 ¢, pac-
CTOSIHHE MEeXKIY 3JeKTPOoLaMH — 3 MM, IIHPHHA Lean ciekTporpada —
25 MEM.

CnekTp KOHLUEHTPATOB KaxKaA0H TNPOOBI H KOHTPOJNBHOIO ONHITA, 3
TaKXKe CAeKTPH KaxKaoro u3 obpasnos cpasuenns OC 1—OC 8 doror-
padupyloT mo ABa pasa.

DKCIOHUPOBAHHBIE (POTOMJIACTHHKH [IPOABJISIOT, IPOMBIBAIOT BOJOMH,
(PUKCHPYIOT, IPOMBIBAIOT B NPOTOYHOH Boje (15 MuH) u cymar.

5. OBPABOTKA PE3Y/ILTATOB

5.1. B xaxa0i ciexTporpaMme HOTOMETPHPYIOT IOUEPHEHHST aHAIN-

<

THYeCKHX JIUHHI onperensieMbix 3jeMeHtoB S, (cM. tabm. 2).

Tabanuma 2
- ﬂﬂﬂHb‘ BOJIH aHAAUTHYECKHX ﬂﬂaﬂaBOH onipelle19eMBIX
Onpenensemyiii sneMent AMHHHA, HM MaccOBHIX xodeit, %
Maprauen 79,482 1-10—4-3-10—*
294,921 2.10—4—2.10—3
279,984 5:.10—4—1.10-2
Huxenb 305,082 1.10—4—1-10—2
299,260 5.10—4—1.10-2
Ko6anpr 304,401 1.10—4—5.10—-2
304,889 1-10—8—1.10-2
Banazui 306,046 1-10—4—2-10—°
271,568 1.10—8—1-10—2
Meaw 327,396 1-10—4—2-10-3
282,437 5.10—4—1.10—-2
JKeneso 275,014 5.10—4—5-10—3
275,633 1-10—3—2-10-2

QoToMeTpHPOBAHHE JHHH, TOYePHEHHST KOTOPBIX HAXOMATCSH B 00-
JIACTH NPAMOJHHEHHOIO y4acTKa XapakKTepHUCTHUYeCKOH KpuBoidl ¢oTo-
5MyJbCHH, NPOBOAAT Ha MUKpodoroMerpe M®-2. B Kamkioh crexkTpo-
rpamMMe (DOTOMETPHPYIOT NOUYEPHEHHS aHAJUTHUECKOH JHHHH Ofpeje-
JsieMOro ajemeHTa S, H Oamanexaniero ¢oHa S¢ ¥ BHYHCITIOT Pas-
HocTh modepHeHu#t AS=S,-—Sg . [lo AByM napasiespHBIM 3HAYECHH-
aMm AS; u  AS,y, moNyYeHHBIM 11O ABYM CIIEKTPOrpaMMaM, BBIYHCISIOT
cpentee apugpmeruyeckoe AS. HMcnonbsys snavenus AS, monvues-
Hele 145 ob6pasuor cpaBHeHus: (OC), cTpodar rpafiynpoBOUYHEIH rpaduk
B koopanHatax (lgC, AS), rae C-— comepXkanue onpeiensieMoll IpH-
mecu 8 OC. Tlo 3ToMy rpaduky HaXONAT cOojepXKaHue NPUMeCH B KOH-
HEHTPaTaxX, UCIOAb3ysl 3HavyeHuss AS Ui KOHIEHTPATOB IIPOOBE H KOH-
TPOJNBHOrO OMBITA.
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FOCT 23862.11—79 Crp. 6

@oroMerpupoBanue cIalbiX JHHUE, NOYEPHEHUS KOTOPHIX OGJH3IKH
K NouyepHeHHIo (OHA, IPOBOAST HA PErHCTPHPYIOLIEM MHKPOPOTOMETpE
(em. TOCT 23862.3—79).

5.2. MacceoByio jogio npuMeceii (X) B mpoueHTax BBHIYHCAAIOT MO

tdopmyne
X= % q( Cnp—‘cx) )

Tie my, — Macca KOHIeHTpara, T,

13 — Macca HaBEeCKH aHAJIU3HPYyeMOH 1pobml, T

Crnp — cpejHee 3HaYeHHe MACCOBOH JOJIH NPUMECH B KOHIeHTpaTe

npobwur, %; )

Cx — cpejHee 3HaYeHHe MacCOBOH [JOJH NPHMeCH B KOHIEHTpate

KOHTPOJIBHOTIO onbiTa, % ;

¢ — KO3(QGUUHEHT, YYUTBIBAIOLIKA CHCTEMATHYECKYIO OIIHOKY
MEeTOJA; HaXOASAT [0 pe3y/jbTaTaM onpeneseHnst p06aBOK
IPHMECHBIX 3JIEMEHTOB, BBEIEHHEIX B POOY.

5.3. TIpn KOHTpOJe BOCHPOH3BOAMMOCTH MapaJjJielbHbIX ONpesee-
HHI HAXOAAT COJep:KaHHe HPHMeCH B KOHIEHTpPATaX IPOOGLI, COOTBET-
cTByoliee 3HaveHHAM AS, u AS,, u 1m0 GopMyie BHYHCJATIOT COAEP-
XKaHue PHMecH B OKuCH P33. PacxoxaeHus MeX1y MOJyYeHHBIMH Ta-
KiM 00pa3oM pe3ysbTaTaMH ABYX MapaiiejJbHBIX ONpepeteHuil (OTHO-
uietHne GOJbIIEr0o K MEHbIIEMY), a TaKiKe PACXOXK/IEHHs] Pe3yJbTaToB
IBYX aHaJu30B (OTHOLIEHHe OOJBLIEr0 K MEHBIUIEMY) He JOJJKHB Tpe-
BBIILIATE BEJHYHH JONYCKAeMBIX PaCXOXKAEHHH, YKa3aHHHX B Tabia. 3.

Tabawnnma 3

OHPE,U.eJlﬂEMb]e npuMecu Maccosas AOJs, % ﬂonycxaebee pacxoxaeHua
Mapraner 51015 3,5
1.10—4 2,5
5-10—* 1,9
Huxkens 5.10-% 3,1
1.10—* 2,3
5104 2,0
Ko6Ganet 3104 2.8
1.10—4 2,1
5-10-% 1,8
Banaau# 3-10-5 3,3
1.10-1 2.4
5.10—4 2,0
Menp 5105 3,6
.10 2,3
5.10-¢ 2,1
HKeaeso 2104 2,8
5.10-1 23
2.10-3 1.9
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