"pynna B59
M EXT TOCYAAPCTUBEHHB I CTAHAAPT

PEAKO3EMEJIbHBIE METAIbI 1 X OKUCIK

XUMUKO-CNEKTPabHbIA MeToZ OMpeAeneHus NpUMecein BaHaaus, Xenesa,
KoGanbTa, MapraHua, Meay, HUKens rocTt

23862.11-79

Rarc-carth metals and their oxides. Chemical — spectral method of determination of
impurities of vanadium, iron, cobalt, manganese, copper, nickel

MKC 77.120.99
OKCTY 1709

MocTaHoBneHvem locypapcTBeHHO KomuTeTa CCCP no ctaHgapTam oT 19 okTa6ps 1979 r. No 3988 pgata BBefeHWs
yCTaHOBNeHa

01.01.81
OrpaHuyeHne CpoKa [eicTBKSA CHATO No npoTokony No 7—95 MeXrocyapcTBEHHOTO CoBeTa MO CTaHAapTW3aLmu,
meTponoruu u ceptudmkayun (MY C 11—95)

HacToawuii cTaHaapT ycTaHaBAMBaeT XMMUKO-CNEeKTPa/ibHbIA METOA onpeseneHns npruMecein B pes-
KO3eMe/lbHbIX MeTannax u nx okmucax (Kpome Lepus v ABYOKMUCU Lepus).
MeTog 0CHOBaH Ha rpynmnoBOM KOHLEHTPUPOBaHUW NpUMeCeit SKCTpaKLmed nx AnaTunamTnokapba-
MWHATOB X/10POPOPMOM U NOCMeLYIOLEM CMEKTPaNbHOM aHann3e NonyyYeHHOro KOHLUeHTpara.
VIHTepBanbl ONpeaensieMbiX MacCOBbIX A0/ei NPUMECEN:
BaHaaus o1 5+ 10"s % fo 5v 10~4%
xenesa 0T 2+ 10-4% po 2mHO-3%
kKobanbta 0T 5¢10-s % o 51 10'4%
mapraHua 0T 5+ 10~5% go 5m K)-4 %
mMean oT 5* 10-5% po 5mMt0-4%
HUKens o7 5* 10-5% go 5mM10“4%
(N3meHeHHan pepakums, M3m. Ne 1)

1. OBWWME TPEBOBAHNA

1.1. O6wue TpeboBaHWs K MeTogy aHanmsa —no FOCT 23862.0—79.
2. ATMAPATYPA, MATEPWAJIbl N PEAKTUBbI

CnekTtporpadg audpakunoHHbiii 4d C-13 ¢ peweTkoin 600 wTp/MM, paboTatowuii B MEPBOM MOPAS-
Ke OTPaXEHMA W TPEX/IMH30BON CUCTEMOI OCBELLEHWNS MW aHANOTNYHBINA.

eHepaTop gyrosoi AI-2 ¢ [ONONHUTENbHBIM PEOCTATOM WM aHaNOrMYHbIA, NPUCNOCOBMEHHbIN
419 NopKUra fyrm NOCTOSHHOrO TOKa BbICOKOYACTOTHLIM PaspsaoM.

BbinpsamuTens 250—300 B. 30—50 A.

MuKpo(OTOMETP HEPerncTpupyrowmnii Tuna M®-2 nnm aHanornyHbIi.

MukpodoTomeTp peructpupyrowmin Tuna G Il ¢ camonucuyem 9 1Bl mam aHanOrMyHBbIiA.

CnekTtponpoektop MC-18 nnun aHanornyHbIi.

Becbl TopcuoHHble Tvna BT-500 nan aHanornyHole.

BOKC M3 opraHnyeckoro CTeksa.

CTynKa, NecTuk, BOPOHKA W CTEPXEHb U3 OpraHN4yecKoro CTekna.

Meub MyenbHasa ¢ TepMoperynsaTopom, obecrneymBalowum Temnepatypy go 400 "C.

LLIKath CyLuMNbHBIA ¢ TEPMOPErynaTopoM, obecneynBaroWwum Temnepatypy go MO *C.
MAnTKa anekTpuyeckas.

M3naHve othulmansHoe MepeneyaTka BoCMpeLleHa
W3paHue ¢ ViameneHnem Ne |. yTBep>KzaeHHbIM B anpene 1985r. (MYC 7—85).
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FOCT 23862.11-79 C. 2

Namna nHdpakpacHas 3—C-1.

CTaHOK [/19 3aTOYKW 3M1EKTPOLOB.

Yrnu cnekTpanbHble OCY-7—3.

AneKTpofpbl rpanToBble hacoHHbIE AN CNeKTPanbHOro aHanusa mapku OCY-7—4 anameTpom 6 MM
C KpaTepom [1amMeTpom 4 MM, rlyOuHON 6 MM MW 3NeKTPOAbI TeX e pa3MepoB, BbITOUEHHbIE U3 CMeKT-
panbHbIX yrnein mapkm OCY-7—3.

AnekTpofbl rpamnToBble (PacoHHble ANA CNeKTpanbHOro aHanusa Mapkum OCY-7—4 anametpom
6 MM, 3aTOYEHHble Ha koiive, unu 3NEKTPOAbI TON XXe (DOPMbI, BbITOUEHHbIE W3 Yr/eli CreKTpasbHbIX
OCY-7=3.

OuncTKe 06XXMrom B Aiyre NOCTOAHHOIo Toka 15 A B TeyeHue 15 ¢ nofBepraroT Kaxayto napy a/1eKT-
POAOB HEeMoCPeACTBEHHO Mepes aHa/IM30M (3NEKTPOA, 3aTOYEHHbIN Ha KOHYC, (BEPXHWIA) — KaTog,; 3neK-
TPOA C KpaTepoM (HUXHWIA) — aHof).

IpadmT NopoLLKOoBbIA 0c060i YncToThl No FOCT 23463—79.

doTonnacTuHkK cnekTporpaguueckne tun 1l pasmepom 9 12 nam 9 24. obecrneynBarowme Hop-
Ma/ibHble NOYEPHEHUN aHAIMTUYECKMX IMHWIA N hOHA B CMEKTpe.

Yalikun keapLesble BMECTUMOCTHI0 30 cM3

Yaluky nnaTuHoOBbIe.

Bopa fenoHn3oBaHHas € yaenbHbIM 3/1eKTpoconpoTmenieHnem 20—24 MOM-cM.

KwucnoTa a3oTHas oco6oit unctotbl no FOCT 11125—84, KOHLEHTpMpOBaHHas U pasbaBneHHas 11

Kucnota consiHaa oco6oi umctotel no FOCT 14261—77, pasbaBneHHas 1.1

AMMMaK BogHbIN no TOCT 3760—79. x. u., pas6asneHHbIli 1:10.

Xnopotopm no MTOCT 20015—88, aBaxabl MeperHaHHbI.

Hatpus N, N'-guatungutmnokapbamar no FOCT 8864—71, pacTBop C KOHUeHTpauueid 20 r/gm3
rOTOBAT nepes ynotpebaeHmem.

HaTtpuii xnopucTelii oc.y. 7—4.

CnupT 3TUNOBLIA PEKTU(NKOBaHHLIA TexHuuyeckunii no TOCT 18300—87, aBaXAbl MeperHaHHbI B
KBapL,eBom npubope.

BaHaguii MeTannyecKmii.

Xeneso kap6oHuIbHOe pagmoTexHudeckoe no MOCT 13610—79, mapku TC.

Ko6anbT mapkn K-1 no FOCT 123—98.

MapraHev, meTannmueckuii mapkm MpO no FOCT 6008—90.

Megb mapkn M-3 no NOCT 859-2001.

Hwukenb mapkn H2 no TOCT 849-97.

PactBopbl, cogepxalive no | mr/cm3 BaHagus, >xenesa, KobanbTa, MapraHua, Meau U HUKens:
100 Mr 04HOTO M3 MEepPeYnCIEHHbIX METaN0B PACTBOPAIOT B MUHWMa/IbHOM KOJIMYeCTBE a30THOM KMCNOTbI
(1 : 1), pacTBOp MEpPeBOAAT B MEPHYHO KON6y BMeCTUMOCTLIO 100 cM3, [OBOAAT BOAOW 40 METKM U NepemMe-
LUMBAOT.

3. MOArOTOBKA K.AHA/INZY

3/1. MpuroTosneHne 06pasLLoB cpaBHeHUS

3.1.1. F'onosHoi1 o6pasel, cpaBHeHus (TOC), cogepxawumii no 0.1 % Kaxzoi onpegensemoii npume-
CW B pacyeTe Ha COAepXKaHWe COOTBETCTBYIOLLEr0 MeTana B CMECK MOPOLLKOBOro rpadura v MeTansios-
npvMeceii: B NIATUHOBYIO YallKy nomelLaioT 9,94 r MopoLLIKOBOro rpaguTa 1 NocNefoBaTeNbHO NpUANBa-
10T o 10cM* Kaxaoro U3 pacTBopoB, cogepxatiyx no 0.1 mr/cm3onpegenseMbix MeTannioB. CMech ynapu-
BatOT MO WH(paKpacHOW NaMnoi A0 NaTHOro yaaneHus OKMCAOB a30Ta, MPOKannBatoT B MyhenbHOM
neun npum 350—400 ‘C B TeyeHMe 5 MWH, pacTMpalrOT B CTYMKe M3 OPraHMYeckoro CTekna B Te4yeHue
1.5—2 4, nepuognyeckn gobaalls CNUpT, cywar B CylInnbHOM LWkKady npu 105—110 °C B TeyeHue 1y un
CHOBA PacTMparT 40 N3Me/bYeHNs 06pa30BaBLLINXC KOMOYKOB.

MepeTupaHue B CTyMKe U BbICYLUMBaHWE NO4 UH(PaKPacHO naMnoi BegyT B 6OKCe M3 opraHuyec-
KOro cTekna.

3.1.2. O6pasupl cpaBHeHNs (OC) roToBaT nocneaoBate/ibHbiM pasbaateHmem MOC, a 3aTeM Kaxaoro
nocneytoLLero — nopoLLKOBbIM FpapuTOM.

MaccoBble fonv onpegensemMbix NpuMeceii U BBOAUMble B CMECb HABECKM MOPOLLKOBOrO rpadurta u
npegblayuiero obpasua npreegeHbl B Tabn. |.
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C. 3TOCT 23862.11-79

Tabnuya |

Macca HaBecku, r
MaccoBas gona Kax/oi onpejensemoi
O6o03HauyeHne ob6pasHa nopowW KoMoIo npeabiayuieto o6pasya (B

npumecn. T cKO6Kax yKasaHo ero

rpapuT
o6o3HaueHune)
OoC1 2-HM 12.0 3.0 (Foc)
0oC2 1*10-2 75 75(0C 1)
OC3 5-NH 7.5 7,5 (OC 2)
OoC4 2-HM 9.0 6.0 (OC 3)
ocs 1-um 75 7,5 (OC 4)
oce6 5-10—4 7,5 7.5 (OC5)
oC7 2-10 4 9.0 6.0 (OC 6)
ocs 1+ KM 75 75 (OC7)

YKa3aHHble HaBECKM MOPOLLKOBOro rpaduTa u npegbiayiiero OC nomeLlatoT B CTYNKY U3 0praHuyec-
KOrO CTEK/a W TLATeNbHO MepeTUpatoT B TeveHne 1y, fo6asnas cnvpT 40 KawuueobpasHOro COCTOAHUSA
Macchbl, BbICYLLUMBAKOT B CyLUNIbHOM LiKady npyu 105—110 *C o NOCTOAHHOM Macchbl U NepeTuparoT.
O6pasLbl CpaBHEHWS XPaHAT B 9KCUKATOPE B MakeTax M3 KanbKu.

4. MPOBEAEHWE AHAJTN3A

4.1. KOHUEeHTpUpOBaHMe Npumeceil NPOBOAAT B 60KCE M3 OPraHW4eckoro cTekna.

Hasecky okucy P33 maccoii 11 nnau COOTBETCTBYHOLLLEE KOMMYECTBO MeTasa NOMELLaloT B KBapLe-
BYIO YallKy, NpWUaMBalOT 4—6 CM* CONSHOM KWCNOTbI, pa3baBieHHoW 1:1. HarpesaloT Ha NAuTKe [0
MOSIHOMO PacTBOPEHWS, YNapuBaloT Ha BOAAHON 6GaHe focyxa, fob6asnaT 30—40 cm3 BoAbl, aMMMUaK [0
pH 4 1 nepeBOAAT B [eNWUTeNbHYHO BOPOHKY, BBOAAT lcm3pacTeBopa AuaTungutuokapbamara HaTpus.
5cm' xnopoopma 1 3HepruyHo BCTPAXMBAIOT B TeHeHUe 1 MuH.

Mocne paccnavBaHWsA OpraHWYeckyto hasy MepeHoCAT B APYryHo AeNUTeNbHY0 BOPOHKY M 3KCTpaK-
L0 NOBTOPSIOT B TeX Xe YCNOBMAX elle ABa pa3a. O6beanHEeHHbIV 3KCTPaKT (OpraHnyecknii cnoi) gsax-
[bl MPOMbIBAKOT BOAONM nopuusamu no 10 cM3, NepeHOCHAT B CyXyt0 KBapLieBYH 4allKy, Ao6asnstot 50 mr
rpamToBOro nopoLuka (KonnekTopa) U ynapueatoT Npy KOMHATHON Temnepatype. CTEHKM YalKn 06Mbl-
BalOT | CM3KOHLIEHTPMPOBAHHOM a30THOW KUCNOTbI, Npoby ynapnBatoT Ha BOASHOWN 6aHe 1 NpoKanvBaroT
B MythenbHoi neun npu 350—400 "C B TeueHne 1—2 MUH. MoNyYeHHbIV CyXO0i 0CTaTOK NOABEPratT Crek-
TpasbHOMY aHanusy.

AHanu3s Kaxxgoli Nnpobbl NPOBOAAT W3 ABYX NapasnefibHbliX HaBeCOK. O4HOBPEMEHHO C KaX Aol napTu-
el aHaNM30B CTaBAT [Ba KOHTPO/bHbIX OMbITa HA BCEe PeakTUBbI, MPOBOAA WX Yepe3 BCe CTafumn aHanunsa u
nonyyas fiBa Cyxmx octaTka — KOHLeHTpaTa.

4.2. CneKTpabHbIli aHa/IN3 KOHLEHTPaTOB

K KaX[OMYy KOHLEHTpaTy, NOSy4YeHHOMY M3 Npo6 M KOHTPO/bHLIX OMbITOB U K 47 M Kaxzoro u3
06pa3uoB cpaBHeHUss OC 1—OC 8 106aBNAT N0 3 MI X/IOPUCTOr0 HATPUS U NEpeMeLLNBalOT B CTYMKE U3
OpraHn4yecKoro CTekna B Te4eHne 1 MuH. Kakayro CMech C MOMOLLbIO BOPOHKWN U CTEPXHSA U3 OpraHuyec-
KO0 CTeKNa HabumBalT B KpaTep HUXKHErO 3/1eKTPoAa AMamMeTpoM 4 MM 1 raybuHol 6 mm —aHoga. Bepx-
HUM 3N1EeKTPOJOM-KaTOAOM ABMSETCA 3/1EKTPOA, 3aTOUEHHbIA Ha KOHYC. Mexay HUMK C MOMOLLbIO BbICO-
KOYaCTOTHOI UCKPbI 32)KMUraroT Ayry NocToAHHOro Toka 15 A. CnekTpbl B 06nactu 270,0—345.0 Hm ¢oTo-
rpadmpytoT Ha cnektporpage AP C-13. Bpems akcnosmumy — 80 ¢, paccTosHWE MeXAY anekTpojamy —
3 MM. LWMpUHa Wenu crnekTporpagpa — 25 MKM.

CneKTp KOHLEHTPATOB KaxAol Mpobbl Y KOHTPO/ILHOIO OMbITa, & TaKXXe CMeKTPbl KaXaoro u3 o6-
pa3uoB cpaBHeHuss OC 1—OC 8 hoTorpadupytoT no Aea pasa.

3KCMOHMPOBaHHbIE (HOTONMACTUHKM MPOABAAIOT, NPOMbIBAIOT BOLOM, (PUKCUPYIOT, NMPOMbIBAIOT B
npoToyHol Boge (15 MuH) u cywar.

5. OBPABOTKA PE3YJ/IbTATOB

5.1. B kaXfoi cnekTporpamme hOTOMETPUPYIOT MNOYEPHEHUA aHANIMTUYECKNX TMHUIA ONpeaensiemblX
371eMeHTOB 5 (cM. Tabn. 2).
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Onpegensiembl it
3aneMeHT

AnvHa nosnHebl
aHannTUYeckKoi

AvanatoH onpege-
nsemblx macca MbX

0 npene nsc.Mbln
NeMEHT

FOCT 23862.11-79 C. 4

AnuHa nonHbl
aHanTNYecKoii

Tabnuya 2

[AnaHatoH oHpene-
NNeMbIX Maccomblix

NUHUN, HM ponei. 4 NVHUW, UM poneii, 4
MapraHey 279.482 1+ 10 4-5* 10 4 BaHa,quVl 306.046 1*10 4—2+10 1
294.921 2-10 271.568 1«10 -1 <10 J
279.984 5-10-4—1*10 ; Meab 327.396 1*10 4—2+10 1
Hukenb 305,082 1*10 4 1*10 J 282.437 5* 10 4—1-10 J
299,260 5% 10 41* 10 ; Xeneso 275.014 5% 10 45* 10 ~
Kob6anbT 304,40! 1«10 4—5* 10 275.633 1«10 ’-2* 10 J
304,889 1*10 -1* 10 5

®OoTOMETPUPOBaHUE NMHUIA, NOYEPHEHNS KOTOPbIX HAX0AATCA B 06/1aCTM NPAMOMMHENHONO yyacTKa
XapaKTepUCTUYECKON KPUBOW (hOTO3MYIbCWK, MPOBOAAT HAa MUKpodoToMeTpe M®-2. B kaxoi cnekTpo-
rpamme (OOTOMETPUPYIOT MOYEPHEHWUSA aHAIMTUYECKOW NMHUIN ONpefenisieMoro snemeHTa St n 6amsnexa-
wero oHa 5™ 1 BbIYNCASIOT Pa3HOCTb NoyvepHeHniA AS = Sx—>5d. Mo AByM napannenbHbIM 3Ha4YeHUAM

A0, v 4Y, nonyyeHHbIM MO ABYM CMEKTpOrpamam. BbIUMCMSIOT cpeaHeapudMeTnyeckoe 3HadyeHue AS.

Wcnonb3ys 3HadeHUs 44, NonyyeHHble Ans o6pasuoB cpaBHeHus (OC), CTPOAT rpagyvipoBOYHbIV rpa-
tuk B koopaunHatax (lg C. A5), rae C—cogepxxaHue onpegensemori npumecu B OC. o sTomy rpadumky

HaxofAT COoAepXaHune MPUMECK B KOHLEHTpaTax, UCMONb3ysA 3HayeHns 4J ANS KOHLEHTPaToB npobbl 1
KOHTPO/IbHOI O OMbITa.

doTOMETPUPOBaHME CNABLIX TMHUIA, MOYEPHEHNUS KOTOPbIX 6/IM3KM K MOYEPHEHUIO hOHa, NPOBOAAT
Ha peructpupytoLem mukpogortomeTpe (cm. FOCT 23862.3—79).

5.2. Maccosyto gonto npumeceid (J1-) B mpoueHTax BbIYUCAAIOT No dopmyne

* N < ¢ np-CK),

rge /n, —wmacca KOHLEHTpaTa, T;

T: — Macca HaBeCKW aHanM3vpyemoii npobbl, T;

C —cpeaHee 3HaueHUe MaccOBOM 40NN NPUMECU B KOHLEHTpaTe npobbl. %;

CK — cpefHee 3HauyeHKe MaccoBOVi A0 MPUMECH B KOHLIEHTpPATe KOHTPOJILHOFO onbiTa, %;

q — KO3(h(ULUMEHT, YUMTHIBAIOLLMIA CUCTEMATUYECKYIO OLUIMGKY METOAQ; HaxoAsT Mo pe3ysnbTaTam

onpegeneHns fo6aBOK NPUMECHBIX 3/1EMEHTOB, BBEAEHHbLIX B NPOGY.
5.3. Mpu KOHTPONE BOCNPOM3BOAUMOCTI Napanne/bHbiX onpefeneHnii HaXoAaT CoAepXKaHne npume-
CW B KOHLEHTpaTax Npo6bbl, COOTBETCTBYOLLEe 3HaYeHMsaM [5, 1 [1S2, 1 no thopMyne BbIMUCASAIOT COAepKa-
HWe NpuMecn B oKMcK P33. PacxoXieHns Mexay MosyyveHHbIMU TakuM 06pasom pesynbTaTamu AByx na-
pannenbHbIX onpeAeneHnii (0THoLWEeHWe 6ONbLLETO K MeHbLLEMY), a TaKXKe PacXoXAeHWst pe3y/bTaToB ABYX
aHanu3oB (OTHOLLEHME GONbLIEr0 K MEHbLUEMY) HE A0/DKHbI NMPEBbILIATh 3HAYEHWI [OMYCKAeMbIX PacXx0x-
[eHWiA, yKa3aHHbIX B Tabn. 3.

Tab6bnuya 3

e macconen gona, 4 oo ORI wacconan pom 90 Q1D
MapraHeL, 5.10 * 35 BaHagum 5% 10 4 33
1.10 4 2.5 1-10 4 24
5*10 4 19 5% 10 4 2.0
Hwkenb 5*10° 3.1 Menp 5%10 4 3.6
1.10 4 2.3 1+ 10 = 23
5% 10 4 2.0 5%10 4 21
Kobanbt 5*10 4 2.8 YKeneszo 2% 10 4 28
1-10 4 21 5+10 4 23
5% 10-4 18 e 10 - 19
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