I'pynna B59

MEXTOCYIAPCTIBEHHUBHA CTAHIAAZPT

PEAKO3EMEJIBHBIE METAJUIBI 1 UX OKUCH

XUMHKO-CIIEKTPAJIbHBIA METOI oupeesieHnA mpuMeceil BaHAMA, XKeJie3a,
KODANbTA, MAPTAHIA, MENH, HUKeJIA rocrt
23862.11-79
Rare-earth metals and their oxides. Chemical — spectral method of determination of
impurities of vanadium, iron, cobalt, manganese, copper, nickel

MKC 77.120.99
OKCTY 1709

Ioctanosnenunem Focynapcrsennoro komareta CCCP no crangapram ot 19 okradpa 1979 r. Ne 3988 nara BBenenus
YCTaHOBJIEHA

01.01.81
OrpaHnyenne Cpoka jaeiicTBHA CHATO HO NPOTOKOIY Ne 7—95 MeXrocysapcTBEHHOTO COBETA MO CTARAAPTH3ALMM,
MeTposoruu U ceprapuammm (MYC 11-95)

Hacrosmuii crasgapT ycTaHABIMBAET XUMUKO-CIIEKTPATLHEIA METOM OTIPEE/IEHIA TIPUMECEIA B Pell-
KO3€MeJIbHBIX METAILIAX ¥ UX OKUCSX (KPOME LIEpUS U ABYOKUCH LIEPHST).
MeTon 0cHOBAaH HA TPYIIIOBOM KOHIEHTPHPOBAHUU IIPUMECEN SKCTPAKIMEN UX AUSTUIIUTAOKAPOA-
MUHATOB XIOpO(OPMOM U HOCHEAYIOIEM CIEKTPAILHOM aHAIM3E TIOJIYyYEHHOTO KOHILIEHTpATa.
HMHTepBaisl onpenesieMbIXx MACCOBBIX HOJEH MpUMeECE:
BaHaIs or5-105% mo 5m10—4 %
xemesa or2-10~4 % mo 2m10—3 %
xobameta 0T 5+ 105 % mo 5m10—4 %
mapradua  or 5-107° % mo 5m10—* %
Menu or 510~ % po 5m10—4 %
HUKEIS oT 5105 % mo 5m10—4 %
(A3menennas penakous, Mam. Ne 1),

1. OBIIINE TPEBOBAHUA
1.1. O6mme TpeboBanms K MeTony aHamsa — 110 TOCT 23862.0—79.
2. AIIITAPATYPA, MATEPHUAJIBI 1 PEAKTUBbI

Crekrporpad nudpakunonssrit APC-13 ¢ pemerkoit 600 mrp/MM, paboTawouUil B IIEPBOM HOPSI-
Ke OTpaXeHUSI U TPEXIMH30BOM CUCTEMON OCBEIEHNUS WIN aHAJTOTMIHEIH.

T'erepaTop ayrosoit JAI'-2 ¢ DOIOTHUTEIBHBEIM PEOCTATOM WM AHAJIOTUYHBIN, IIPUCIIOCOOIEHHBIN
VIS TIOMKUTA OYTU TIOCTOSTHHOT'O TOKA BEICOKOYACTOTHBIM PAa3PSIIOM.

Bempamurens 250—300 B, 30—50 A.

MuxpodoromMeTp HeperncTpupyommii Tuma M®-2 win aHaTOTHYHEIN.

Mukpodoromerp peructpupytoumit Tuna G II ¢ camonucuem 9 1B1 Wiy aHATOTUYHBIA.

CuexrpornpoexkTop I1C-18 wim aHaTOTMYHBIHA.

Becwr Topcuonnsle Tumia BT-500 iy aHamorudaHeIe.

Boxc 13 0praHMYecKoro CTekiia.

Crynka, IecTHK, BOPOHKA U CTePXKEHb M3 OPraHMIeCcKOro CTeKJIa.

Ileun mydenapHasT ¢ TepMOPETYIATOPOM, 06eCIIeUNBAOIINM TemIieparypy mo 400 °C.

IMxad cymmIBHBIA ¢ TEPMOPETYIATOPOM, 06GecIIeunBaoILIUM Temieparypy xo 110 °C.

IDmTka snexTprdecKas.

W3nanue opunmaisHOe ITepeneuaTka Bocnpemena
Hzoanue c Hzmenenuem Ne 1, ymeaepocdennvim 6 anpese 1985 e. (HYC 7—85).
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TOCT 23862.11—79 C. 2

Jlamna uadpakpacHas 3—C-1.

CTaHOoK IS 3aTOYKU 2JIEKTPOLOB.

Vrmu cnexrpanpabie OCYH-7—3.

Diexrponsl rpadurossie GacoOHHEBIE IS CIIEKTPAILHOT0 aHamsa Mapku OCH-7—4 muameTpoM 6 MM
C KpaTepoM IMaMeTpoM 4 MM, IIIyOMHON 6 MM WIN 9JIEKTPOIBI TEX Xe Pa3MePOB, BHITOYCHHEBIE U3 CIIEKT-
paibHBIX yrieit Mmapku OCY-7—3.

OnexTponsl TpaduToBble (hacOHHBIE IS CIIEKTpPaJbHOro aHaimsa Mapku OCY-7—4 nuameTpoMm
6 MM, 3aTOYEHHBIE HA KOHYC, WIN DIEKTPOALI TOM Xe (hOPMBI, BHITOYEHHBIE M3 YTJIEH CIIEKTPaIbHBIX
OCY-7-3.

OuncTKke 06XKITOM B IyTe IIOCTOSHHOTO ToKa 15 A B TeueHHMe 15 ¢ moaBepraoT Kaxmyro mapy J€KT-
POIOB HETIOCPEACTBEHHO IIePe aHAIM30M (JIEKTPOM, 3aTOYCHHBIA HAa KOHYC, (BEpXHUIT) — KaToI; 3/eK-
TPOI ¢ KpaTrepoM (HIXKHUIT) — aHOH).

I'padur nopomkoBeiii ocoboi uucrorsr o FOCT 23463—79.

®oromracTuHKM crnekrporpadmaeckue T II pasmepom 9-12 wim 9-24, obecnieyuBaromue HOP-
MaJlbHBIE TTIOUepHEHMS aHATUTHYECKUX TUHUHA 1 (hOHA B CIIEKTpE.

Yaiuky KBaplLeBble BMECTUMOCTBIO 30 cM3.

Yamky raTuHOBbIE.

Boma menoHu3oBaHHas ¢ YAETbHBIM 3jeKTpoconpoTusieHueM 20—24 MOM - cM.

Kucmora azotHas ocoboii yncrorsl o 'OCT 11125—84, xoHieHTpupoBaHHas 1 pa3baBineHHas 1:1.

Kucmora consuas oco6oit ynctorst 1o F'OCT 14261—77, pas6asiennas 1:1.

AmMuax BogHslii o T'OCT 3760—79, x. 4., pa36asnennsni 1:10.

Xitopodopm 1o T'OCT 20015—88, mBakmbl TiepeTHAHHBIIA.

Harpusa N, N'-musmwnautuokapbamar no I'OCT 8864—71, pactsop ¢ KoHueHTpamueid 20 r/mm>;
TOTOBST IIEpe YIIOTPEOIEHIUEM.

Harpuii xmopuctaiit oc.4. 7—4.

Criupt 3TWwi0BBIN pekTudukoBaHHbi TexHmueckuii o ['OCT 18300—87, aBaxiabl IEperHaHHBINA B
KBapIleBOM TIpUboDpe.

Bananuii MeTaimmyecKuii.

Kenezo xapbonmnpHoe paguorexundeckoe mo F'OCT 13610—79, mapku IIC.

Ko6aner mapku K-1 o TOCT 123—98.

Mapranen Metaummgeckuii Mmapku Mp0O o T'OCT 6008—90.

Menp mapku M-3 o TOCT 859—2001.

Huxkens mapku H2 o T'OCT 849—97.

PactBopnl, comepxamue 1o 1 Mr/cM® BaHamus, Xeje3a, KoOaIbTa, MapraHIla, MeId Y HUKEJI:
100 Mr oHOTO U3 NEPEUNUCTIEHHBIX METAJUIOB PACTBOPSIOT B MUHUMAILHOM KOJIMYECTBE A30THOM KMCIIOTHI
(1: 1), pacTBOp IIEPEBOIAT B MEPHYIO KOOy BMecTUMOCTBIO 100 cM>, OBOAST BOJOH 10 METKM U TIEPEME-
IIMBAIOT.

3. IIOAI'OTOBKA K AHAJIN3Y

3.1. IIpuroToBieHne 06Pa3NOB CPABHEHUS

3.1.1. TonoBHo o6pa3serr cpaBuenus (I'OC), conepxaruii o 0,1 % kaxmoi onpeneasseMoi puMe-
CH B pacueTe Ha COIEPXKaHWE COOTBETCTBYIOIIETO METala B CMECH ITOPOIIKOBOIO rpaduTa U META/UIOB-
TIpUMecel: B INIATUHOBYIO YaIlIKy ITOMEIIAoT 9,94 T TOpoIIKoBOro rpacduTa M oCIeI0BaTeIbHO IIPUINBa-
10T 110 10 cM3 Kaxmoro n3 pacTBopos, copepxamux 110 0,1 mr/cm? onpenensembrx MetauioB. CMech yIIapu-
BalOT IO MH(MPAKPACHON JIaMIION MO IIOJHOTO YHAJIEHWS OKWCIOB a30Ta, IIPOKAJIUBAIOT B My(eIbHOM
neun 1npu 350—400 °C B TeuyeHME 5 MMH, PACTUpAIOT B CTYIIKE M3 OPraHWYECKOTO CTEKJIA B TEYCHUE
1,5—2 4, nepnomudecku 106aBIsIs CIMPT, cymaT B cymmibHoM mKady mpu 105—110 °C B Teuenue 1 y u
CHOBA PacTUPAIOT IO U3METbUYECHUS 06Pa30BaBIIUXCI KOMOUKOB.

Ilepetupanue B CTYIIKe 1M BBICYIIMBAaHUE M0J MH(ppaKpacHON TaMIIOi BeqyT B GOKCE M3 OpraHmdec-
KOTO CTeKJIa.

3.1.2. O6pasusl cpaBHeHus (OC) roToBsT IOCIeR0BaTebHEIM pa3basireHueM I'OC, a 3areM KaxXIoro
TIOCIIEAYIOIIETO — ITOPOIIKOBEIM IPadUTOM.

MaccoBble ToH ONIPeAeTsIeMbIX TTPUMeceil M BBOOUMBIE B CMECh HABECKU IIOPOIIKOBOTO rpadura u
TIpeOLIIyIero oopasiia IpuBeaeHEI B Ta0I. 1.
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Taoaumal

Macca HaBeckH, T
O603HaCHHe 06pasLa MaccoBas Tonsl KaXIoi oIpemesseMoi HopomKogoro | MPETBUIVIIETo o6pasma (B
mpuvecH, % rpabuta cKOBKaxX yKa3aHO €ro
0003HAYCHME)
0C1 2102 12,0 3,0 (TOC)
0C2 1-102 7,5 7,5(0C1)
0C3 5.103 7,5 7,5 (0C2)
0C4 2+10-3 9,0 6,0 (OC 3)
0C5 1103 7,5 7,5 (0OC4)
0C6 5-10~ 7,5 7,5 (OC)53)
0C7 2+10— 9,0 6,0 (OC 6)
0C8 1-10— 7,5 7,5 (OC7)

Yxa3aHHBIE HABECKU ITOPOIIKOBOTO Irpacdura u npeaprayinero OC IoMeNmaoT B CTYIIKY U3 OpraHndec-
KOTO CTEKJIa U TIIATEJILHO IIEPETUPAIOT B TeueHue 1 4, Jo6aBIIss CIIUPT IO KaIIMIeo0pa3sHOTO COCTOSHUS
MACChI, BEICYIIMBAIOT B CyInibHOM 1Kady mpu 105—110 °C 1o IOCTOSHHON MAacchl U IIEPETUPAIOT.
O6pa3lpl CpaBHEHUS XPAHST B SKCUKATOpPE B IIaKeTaxX U3 KaJIbKU.

4. TIPOBEJIEHUE AHAJIN3A

4.1. KoHLIeHTpUpPOBaHUE TIpUMeCelt IIPOBOASIT B GOKCe U3 OPraHMUYECKOIO CTEKIIA.

Hagecky oxuicu P3D maccoli 1 T Win COOTBETCTBYIOIIEE KOMMYECTBO METAJLIA IOMEIAIOT B KBApIIE-
BYIO YaIlIKy, IIPWIMBAIOT 4—6 cM3 CONAHOM KMCIOTHI, pasbapieHHOi 1 : 1, HATPEBAOT HA IDIUTKE MO
TIOJTHOTO PACTBOPEHUSI, YIIAPUBAIOT Ha BOASHOM GaHe mocyxa, nobasisaor 30—40 cM? Boumpl, aMMHaK OO
pH 4 u mepeBOmAT B HENUTEIbHYI0 BOPOHKY, BBOHAT 1 cM3 pacTBOpa DMATWIIMTHOKApPOAaMaTa HATPWS,
5 eM? xi1opohopMa U SHEPIUYHO BCTPSAXUBAIOT B TeyeHUe 1 MMH.

ITocie paccianBaHust OpraHUYecKyio a3y MepeHOCAT B APYTYIO ACTUTEIHHYIO BODOHKY M 3KCTPaK-
LIMIO TIOBTOPSIIOT B TEX XK€ YCIOBUSIX enle ABa pa3a. OObeIMHEHHBII SKCTPAKT (OpTaHWIESCKUNA CII0I) IBAXK-
JIBI TIPOMBIBAIOT BOJOM mopumsMu 1o 10 cM3, IepeHoCAT B CYXyl0 KBapILEBYIO JAIIKy, HOOaBIToT 50 MT
rpaduToBOTO TIOPOIIKa (KOJUIEKTOPA) M YIIAPUBAIOT IIPU KOMHATHOM Temiteparype. CTEHKM YaIIKy OOMBI-
BaoT 1 cM® KOHIEHTPUPOBAHHOMN a30THO KHCIIOTEI, P06y YIIApMBAIOT HA BOISHOM OaHE ¥ IIPOKAIMBAIOT
B MydensHo ieun 1ipu 350—400 °C B Teuenne 1—2 muH. [TonydeHHEI CyX0ii OCTATOK MOABEPTAOT CIIEK-
TPAILHOMY aHAJIU3Y.

AHamm3 Kaxnoil Mpo6kl IPOBOAIT 13 ABYX MapaUIeIbHBIX HaBeCOK. OMHOBPEMEHHO ¢ KAXIOM IIAPTH-
eli aHAJTM30B CTaBAT ABA KOHTPOIBHBIX OITBITA HA BCE PEAKTUBBI, IIPOBOIS MX YePe3 BCe CTAIUN aHAIU3A U
TIOJTyJas ABA CYXUX OCTATKA — KOHIIEHTPATA.

4.2. CnekTpaibHblii AHANMU3 KOHIEHTPATOB

K xaxmoMy KOHIIEHTpaTy, IOJIYIEHHOMY U3 IIPO0 M KOHTPOJIBHBIX OIIBITOB U K 47 MI' KaXIOro U3
06pa3noB cpaBHeHUsI OC 1 — OC 8 mo6aBISIOT 10 3 MT XJIOPUCTOIO HATPUS U IIEPEMEIIMBAIOT B CTYIIKE U3
OPTAaHWIECKOTO CTeKIIA B TedeHre 1| MUH. KaXmyro cMech ¢ ITOMOIIBIO BOPOHKY U CTEPKHS M3 OPraHnudeC-
KOTO CTeKJIa HabUBAIOT B KpaTep HIKHETO 3JIEKTPOIa IMaMeTPOM 4 MM U TIIyGUHON 6 MM — aHoma. Bepx-
HUM 3JIeKTPOXOM-KATOIOM SIBISIETCS 3IEKTPOX, 3aTOYSHHBIN Ha KOHYC. MeXIy HUMM C IIOMOIIBIO BBICO-
KOYaCTOTHOM MCKPHI 3aKUTAIOT AYTY TIOCTOSIHHOTO ToKa 15 A. CriexTpsl B o6mactu 270,0—345,0 HM doTo-
rpadupyror Ha criekTporpade JIPC-13. Bpems sxcriozuium — 80 ¢, pacCTOSHUE MEXIY SIEKTPOTAMU —
3 MM, IUpWHA eI crekTporpada — 25 MKM.

CrieKTp KOHILIEHTPATOB KaXIOU IIPOOBI M KOHTPOJIIBHOIO OITBITA, 4 TAKKe CIIEKTPhI KaXIOro U3 00-
pasuos cpasHeHus OC 1 — OC 8§ dotorpadupyroT 1o ABa pasa.

DKCIOHUPOBAHHBIE (DOTOIUIACTUMHKY IIPOSIBIISIOT, IIPOMBIBAIOT BOMOM, (PMKCHUPYIOT, IIPOMBIBAIOT B
TpoToYHOU Bome (15 MWH) U cymar.

5. OBPABOTKA PE3YJIBTATOB

5.1. B xaxpoii ciekrporpamme HOTOMETPUPYIOT TIOUEPHEHUS AHATTUTUIECKUX IMHAN ONIPENEIIeMbIX
2JIEMEHTOB S, (CM. TabIL. 2).
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Taonuma 2

OnpenenseMsrit JInuHa BOJIHBI Juana3oH onpene- OrnpeaensieMblit JInMHa BOJIHBI Juana3oH onpese-
3NIEMEHT AHAJTUTHICCKOM JIIEMBIX MACCOBBIX 3NEMEHT AHANUTHIECKOH JIIEMbIX MACCOBBIX
JIUHUH, HM moneir, % JUHUM, HM nonent, %

Mapranen 279,482 1-10—#—5-10*| Banagmit 306,046 1-10—4=2-10"3

294,921 2-104—-2-10-3 271,568 1-10—3—1-10"

279,984 51041102 Mens 327,396 1-10—4=2-10"3

Huxenp 305,082 1-10#4—1-10" 282,437 5-10—4—1-10"2

299,260 51041102 Keneso 275,014 5-10%=5-10"3

KoGansT 304,401 1-104-5-10"3 275,633 1-103—=2-10
304,889 1-103—1-10"2

®oToMETPpUPOBAHNE JMHUM, TIOYEPHEHUS] KOTOPBIX HAXOUATCS. B OOJIACTA NIPSIMOJIMHEITHOTO Y4acTKa
XapakTe pUCTIYECKOM KPUBOH (HOTOIMYIILCHU, TIPOBOMAT Ha MUKpodoToMeTrpe MP-2. B Kakmoii CIieKTpo-
rpaMme (POTOMETPUPYIOT TIOYEPHEHNSA AHAIMTUYECKOM JIMHAM OIIPEAEIIIEMOrO SJIEMEHTA S, 1 OIM3jIexKa-
mero ¢oHa S(b 1 BBIYMCIISIOT PA3HOCTD IIOYEPHEHUA AS = S, — Sq). Ilo nByM mapajuieIbHbIM 3HAYEHUSIM

AS| 1 AS,, TIOJly4eHHBIM II0 IBYM CIIEKTPOIPaMaM, BLMMUCIIIIOT CPEAHEAPU(PMETHIECKOE 3HAYEHUE AS.

Uctions3ys 3HadeHNs AS , MOJydeHHBIe 11 06pas3nos cpasHeHms (OC), CTpOSAT TpamyMpOBOYHEIA Tpa-
duxk B xoopmunarax (Ig C, AS), tne C — comepxkanue onpeaensemoit npumecu B OC. Tlo sTomy rpadpuxy

HAXOIAT COIePXaHMe IIPUMECH B KOHLIEHTPATAX, UCIIONL3YS 3HAYECHUA AS I KOHLEHTPATOB IIPO6GHI 1
KOHTPOJIBHOTO OITBITA.

DoTOMETPUPOBAHNE CIIAOBIX JIMHUM, IOYEPHEHNS KOTOPBIX OIM3KU K ITOYepPHEHMIO (hOHA, IIPOBOIST
Ha peructpupyomem mukpodoromerpe (cm. [OCT 23862.3—79).

5.2. MaccoByo momo nmpumeceii (X) B IIPOIEHTaX BBIYUCIITIOT 10 hopmyIre

=M -
X=3L 9(Cp=C),

e m; — Macca KOHLEHTpaTa, T,
m, — Macca HaBeCKU aHaIU3UpyeMoH Ipobsl, T;

CHp — cpemHee 3HAaYeHMe MacCOBOM JOJIM IIPUMECU B KOHIEHTpaTe MpodnI, %;
C. — cpemHee 3HAYEHUE MACCOBON JOJIM IIPMMECH B KOHLEHTPATe KOHTPOJILHOIO OILITA, %;
g — X03DOGULNEHT, YINTHIBAIOIINI CHCTEMATUYECKYIO OLMINOKY METOIA; HAXOISIT IO PE3YIbTaTaM

ompeaeneHus f06aBOK IIPUMECHBIX 3I€MEHTOB, BBEACHHEIX B IIPOOY.
5.3. IIpu XoHTpOIIE BOCIIPOU3BOOMMOCTY IIAPAUIEIBHEIX OIIPEACIICHUI HAXOMST COAECPXAHNE TIPUME-
CH B KOHIIEHTpATaX IIPOGEI, COOTBETCTBYIONIEE 3HAYCHUAM AS, 1 AS,, 1 110 hopMyIIe BEIMHUCIIAIOT CONEpXa-
HUe ITpuMecHy B okucu P3D. PacxoxneHUsT MeXIy IOJTyYeHHBIMU TaKMM 00pa30oM pe3ysIbTaTaMi IBYX Iia-
PALIENTBHEBIX ONIPeeIeHNH (OTHOIIeHNe GABIIET0 K MEHBIIEMY), a TAKKE PACXOXIEHUS Pe3yIbTaTOB IBYX
aHATMU30B (OTHOLIEHNE OOIBIIETO K MEHBIIEMY) HE TOJIKHBI IIPEBBIIIATD 3HAYCHUN JOIYCKAEMBIX PACX0XK-
JIEeHUM, YKa3aHHbIX B Ta0I. 3.

Ta6numa 3

Onpenensiemast oIrycKaeMmoe OmnpenensemMast OIlycKaeMoe
gpI/IMCCI:. Maccosast zons, % fj[acx):)me}mc ﬁpiMCCL Maccosast nomst, % ﬂacx!:))l(neﬂue
Mapranernn 5+10-3 3,5 Banauit 5-10-3 3,3
1-10~* 2,5 1-10—# 2,4
5-10~* 1,9 510+ 2,0
Huxkens 5+10-3 3,1 Menn 5-10-° 3,6
1-10~* 2,3 1-10—4 2,3
510~ 2,0 5-10 2,1
Kob6ansr 5-10* 2,8 Keneso 2-10 2,8
1-10—* 2,1 5-10— 2,3
5-10~* 1,8 2-103 1,9
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