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HHObHA NIATHOKHCDH

ATOMHO-9MHCCHOHHBIH MeTOJ OnpeReJeHHA MacCCOBOW
ROJH THTaHa, KPEeMHHS, XKeJe3a, HHKeJAs, AJIOMHHHA,
MarHKa, Maprasua, ko6aibTa, XpoMa, CBHHIA H UHPKOHHS roOCt p

Niobium pentoxide. Atomic-emission method for 50233.4—92
determination of titanium, silicon, iron, nickel,
aluminiuh, magnesium manganse, cobalt,
chromium, lead and zirconium

OKCTY 1709

JlaTa BBeCHKSH 01.07.93

HacToquwnii ctavaapT pacnpocTpaHsieTrcd Ha NSATHOKHCb HHOOHSA
M YCTaHaBJHBaeT aTOMHO-3MHCCHOHHBIH METOJ onpenesjieHHS MacCOBOH
OOJIH THTaHaA, KPEMHHS, XKeJjie3a, HHKeJA, ajIOMHHHS, MarHHs, Map-
radua, kobanabra, XpoMa, CBHHIIA H IIHPKOHHA.

MeTtoa OCHOBAaH Ha HU3MEPEHHH HHTEHCHBHOCTH JIMHHH 3JIeMEHTORB

IpMMecel B CHeKTpe, NOJyYeHHOM MNpPH HCNAapeHHH NMATHOKHCH HHOOHS
B CMeCH C Irpa(pUTOBBLIM MOPOLIKOM H XJOPHCTbBIM HAaTpPHeM H3 KpaTepa
rpaPUTOBOrO 3JIEKTPOda B AVre MOCTOSHHOI'O TOKA.

MutepBan onpeaensgseMblx MacCOBBIX JOJIeH mpuMecell MeTaldJOB B:
NATHOKHCH HHOOHSA, %:

THTAHA oT 5104 a0 1-1072:
KPDEMHHSA or 1103 10 1-1072;
KeJse3a or 1-103 10 31072
HHKeJS or 5104 10 2-1072
a,TIOMHHHS or 5-10~* no 11072
MAaTHHUYA or 5-10~* 10 5-1073:
MapraHua or 1-10* 10 2-1073;
kK06Ha.1bTa or 1-1073 10 3-1072;
Xpoma or 1-1073 10 3-107%;
CBHHIA oT 5-107% 10 31072
HHDKOHHA or 3-1073 0 24102

1. OBLLIHE TPEBOBAHMHS

O0ugte TpeboBaHust K MeToav anaausa — no OCT 18385.0,

Hinauue oduuHaabHOe
M tarcancino cragapron, 1992

Hactoauwuy CTaunapT He MoXeT OviTh [OAHOCTHIO WIH MACTHYHO ROCHIPOH3REAEH,
TUPAUKHPCBAR K pacnpocTpaned Ges paspeiveriwu loccrarzapra Pocens
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2. ATIMAPATYPA, MATEPHAJ1bl U PEAKTHBbDI

Cnexktporpad aAHpakunoHHeii TtHna HPC-8, ¢ peunierkoi
600 WTPHX/MM H TPEXJHH30BOH CHCTEMOH OCBElIeHHS HJH aHaJOTHY-
HOrO THIA.

['enepatop ayrosoii JAI'-2 ¢ N1ONONHHTENBHBIM PEOCTATOM HJH aHa-
JOTHYHbBIH, NpHcnocobJieHHbBIH AJs NOAXKHra AyrH MNOCTOAHHOIO TOKAa
BbICOKOYACTOTHLIM Da3pAIOM.

Boinpamureas 250—300 B, 30—50 A.

Mukpodortomerp HeperHcTpupylomuid tuna MP-2 ujgap aHaJoOruy-
HbIH.

Cnekrponpoektop I1C-18 nau ananornyubii.

Becbl aHaJHTHYECKHe.

Becol TopcuHonusie Tuna BT-500 uau aHaJoruuHbie.

Becol TexuHuyeckne tuna BHS3.

CTYNKH H NeCTHKH H3 OPraHHYecKOro CTekKJa.

bokc U3 OpraHHYecKoro crexJa

Jlamna wuHbpakpachas HK3-500 ¢ peryastopoM HanpsaKeHHs
Tuna PHO-250—0,5 uau ananoruynas.

[IneHka noausTHJIEHOBas.

Bata MeaHUHHCKasg KoMnpeccHas HJaH rHrpockonndeckasa no ['OCT
5550.

Kaabka 6ymaxuag no TOCT 892.

[leur mydenbnag tuna CHOJI ¢ tepmoperyasitopom, obecneynBa-
owas temnepatypy ano 900°C.

Turan dapdopostie.

[lnactnHku dortorpadHueckHe cnekrporpadpuyeckde tuna [IPC-02
u [1®C-03 nponssoncrea 110 «CnaBuu», pasmepom 9X 12 uau ana-
JIOTHUHble, obecneynBawllie HOPMaJibHble NMOUYEpHEHHS aHAJHTHUECKHX
JHHHH H POHA B CNEKTpe.

CTaHOK AJIA 3aTOYKH rpaHUTOBLIX 3JEKTPOAOB.

Yrau rpadputossie OCH 7—3, nuamerpom 6 mMMm.

IDNeKTPoAbl rpadHUTOBble, BbLITOYEHHbIe H3 TI'padHTOBBHIX CTEpIKHEH
OCYH 7—3, nuamerpom 6 MM, 3aTOYyeHHbie Ha YCEUYEHHBIH KOHYC C IJIO-
Haakon guamerpom 1,9 MM.

DAeKTpoAbl rpaHTOBLIC, BLHITOYEHHBIE H3 IpPa(PHTOBLIX CTEDPKHEH
OCH 7—3, nuamerpoM 6 MM, ¢ KpatepoM rayOHHON 2 MM, BHEILIHHM
nuaverpom 4,4 MM, BHYTPEeHHHM JAHaMeTpoM 2,5 MM, OJHHOH 34TO-
yeHHOIT yactu 10 mMm.

O4yucTtKke 06XHroM nOABepralT KaXKAyI0 napy 3JeKTpoAoB He-
NIOCpeACTBEHHO neped aHaJdH30M (3J1eKTpOoMd, 3aTOUEeHHBIH Ha KOHYC —
KaTo, JEKTPOId C KaHAaJOM — aHO.).

['nadur mopowkoBbiii oco6oi uucrorel nmo [OCT 23463.

Crnuprt 3THAOBLIA pekTHdUukoBaHHBN no [OCT 18300.

AIIOMHHHA OKHCb 6e3BOAHas AJA CIEeKTPaJbHOIO aHaJH3a.

JKesesa okuch.
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Kpemuusa (1V) okcug no 'OCT 9428, y.1a.a.

Hukens okucoh yepnasi no 'OCT 4331, u.

Turana nBYOKHCH, X.\.

Maruus okucp no 'OCT 4526, y.x1.a.

MapraHen, aByokHcs 6e3BolHad, oc.y, 9—2.

Ko6anbTta okuce no F'OCT 18671, u.x.a.

I{lHpKOHHA ABYOKHCH CHEKTPaJbHO YHUCTAA.

Xpoma oxuch Mapku OXM-0 no I'OCT 2912.

CBHHIIA OKHCH, Y.J.Aa.

Harpuit xnopucthifi, oc.y,, 6—1.

Huobusi nATHOKHCHL CHEeKTpaJbHO-uHCTass, NMPOBEepeHHasg Ha OTCYT-
CTBHE NPHMecCeH.

DKCHKATOP.

[ocymapcTBeHHBIH CTaHAapTHHIH obOpasel, cocTraBa rpadHTOBOrO
nopowka CIIT-2711p I'CO 2820—83.

3. MOATOTOBKA K AHAJIHU3Y

3.1. IlpuroTroBaneHne 0o06pa3l0B CPaBHEHHUS

OcHoBHO#1 o6pa3sel cpaBHeHHd, coaepxKaluuid no 1% THTaHa, KpeM-
HHUSI, XKeJie3a, HHKeJisd, XpoMa, aJIIOMHUHHA, MarHusi, Maprasua, kobaJjb-
Ta, UHPKOHHS, CBHHLA TOTOBSAT MeXaHHYEeCKHM HCTHPAHHEM H Tepeme-
IIMBAHHEM INSATHOKUCH HHUOOHSI C OKHCJIAMH COOTBETCTBYIOUIHX MeETaJl-
JIOB.

[lepen B3sTMem HaBecok okKcua kpemHus (IV) momeniamor B TH-
reJib, POKaJHBAalOT B MydeabHOH neun npu temnepatrype 700—800°C
B TeyeHHe 30 MHH M OXJaKI1alT B 3KCHKaToOpe.

Hasecku wmaccofi: 0,0167 r aByokucu TtHurtaHa, 0,0214 r aByokucH

kpemuus, 0,0143 r oxucu xenesza, 0,014]1 r oxucu uHukesas, 0,0146 r
okucu xpoma, 0.0189 r okucu anwmuuusa, 0.0167 r okcuaa Marhus,

0,0158 r okucu mapranua (IV) 6Ge3ssoanol, 0,0141 r okucu KobaabTa,
0,0108 r okucu cBuHa ¥ 0,0135 ABYOKHCH LUHPKOHHS MNOMELLAIOT B
CTYNK, M3 opraHuyeckoro crekna " gobasaswrt 0,8291 r nATHOKHCH
HUoOusi. CMmech TILaTeAbHO NepeMelluBalOT, A00ABAAA COHPT AAS NOA-
JIepXXeHUs CMeCH B KauliueoOpa3HOM COCTOAHHH, B T€YEHHE yaca H BHI-

CYLWIHMBAIOT NoA HHGpakpacHod Jsammnou. Ha | r cvecu pacxoayercs
4 cm® cnupra.

ITocarenoBaTenbHbiM pasbaBiieHHEM OCHOBHOro oOpasila cpaBHeHHA
NATHOKHCLIO HHOOHS roTOBAT cepHio obpa3uoB cpaBHeHHs (OC) c¢
yObIBaIOllle KOHIEHTpAalHel omnpeaensieMblx 3JeMeHTOB. MaccoBylo
oMo kaxaoi u3z onpenensembix npumeceif 8 OC1—OCI10, B pacuere
HAa cOoIepXXaHHe MEeTaJJIOB B NATHOKHCH HUOOHA, H BBOAHUMbLIE B CMeECh
HABECKH INATHOKHCH HHOOHA H mpeabiayilero obpasla IpHBeleHbl B
taba. 1.
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Ta6auuwa 1|

Macca HapeCKU, T
Maccosas n0.19

QO6o3HayeHle KaX 1ol H3 ofnpe-
o6pa3la pensieMbIX NpuMe- NATHOKHCH pa36aeasieMoro o6Gpa3sua
| ceit, % HHOOuUA (B cxobKkax o6oadauc 1ie)
OCI 1.10-1 0,3984 ),3776 (ocH. oGpa3sel)
OC2 5. 102 1,776 1,7760 (OC1)
OC3 2. 10— 2,328 1,6520 (OC2)
0OC4 .10 1,8800 1. 8800 (OC3)
0OC5 5.10-3 1,7600 1,7660 (OC4)
OC6 2.10-3 2,2800 1.62C0 (OC5H)
OC7 1.10-3 1,8C50 1.8CI0 (OCH)
OCS8 o-10—*% 1.6C00 1,630 (OC7)
0C9 2-10-4 1,8CJ) 1,.2C30 (CC8)
OCI10 .10~ 1,C0J)J .00 (OC9)

O6pa3subl CpaBHEHHSI XPAHSAT B TNOJHATHIEHOBBIX 6aHKax ¢ KpbILI-
kKamu. [lpn Hanuuuu onpenensieMbiX 3JIeMEHTOB B OCHOBE BHOCHT COOT-

RETCTBYIOLIHE TONPaBKH HAa HX coAep:kaHHe B oOpasuax cpaBHCHUA.

4, NPOBEJEHUE AHAJIH3A

[lonrotoBky npo6 u o6pa3ioB CpaBHEHHS OCVILECTBASAIOT B OOKce.
Hasecky 100 Mr npobnl uaH obpa3ua cCpaBHEHHS TUlAaTEJNbHO PacTHpPA-
IOT B CTVIIKe M3 opranuueckoro creksa co 100 Mr rpaduta nopoiuko-
Boro U 10 Mr XJIOpHCTOro HaTpHSA B TeueHHe o—7 MHH.

[loaroroBseHHVIO poOy HAH oOpasell cpaBHeHHs HaOHBAKT B Kpa-
Tepbl TpexX rpadHTOBLIX 3JEKTPOIOB, NpeaBapHTEJbHO OOO0XKXKEeHHbIX B
AVre MOCTOAHHOro TOKa mpu 7 A B TeyeHHe S cC.

JJiss 3amojiHeHHST 3JEeKTPOJOB CMeCh BbICHINAIOT HA JIHCT KAaJbKH U
HEOAHOKPATHBIM TIOTDVIKEeHHEeM 3JEeKTpojJa IMJOTHO 3amnoJHAIT elo
kpatep. KoJsHuecTBO MarTepHaJsa, nmoMeliaeMoro B 3JeKTpol, onpeje-
JACTCA pa3MepaMH Kparepa, B3BelIHBaHHe He NPOBOAAT. DJEKTPOAHI
YCTAHABJHBAIOT B LITATHB B BEPTHKAaJbHOM TIOJOXEHHH. DBepxHHM
JIEKTPOJAOM CJVIKHT Tpa(PUTOBLIH CTepzKeHb, 3aTOYEHHBIH Ha KOHYC.
Mexay 3JIeKTpodaMHy 3aXKHraloT Ayry NOCTOSSHHOro Toka cuJjoil 15 A.

Bo usbexaHue BbiOpoca MartepHaJa H3 Kpatepa 3J€KTPOJOB BKJIMO-
YalOT TOK NPH COMKHYTBIX 3JIEKTPOAAX C HX NOCJHEeAYIOUIHM pa3Beje-

HHeM, 3HayeHHe TOKAa KOHTPOJHpPYeTCs MO NPOEKLUHH HAa NPOMEXKyToy-
Holt Anacdparme. Bpems skcnosnuuu 60 c. PaccrosiHue mexay 3Jex-

TPOAAMH 3 MM.

Cnextpel B ob6sactH aauH Boad 300 um dororpadupyior ¢ no-
moiubio cnekrporpada JPC-8 ¢ pewerkoit 600 wTpux/MM, HCNOJIB3YA
TPeXJHH30BVIO cHCcTeMy ocBellends miend. UWlupuna meaum cnekrpo-
rpada 15 mxM. IlpoMexytouHylo auadparmy noabuparotr Takum 00-
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pa3om, 4ytobbl obecneunTb HOPMAJIbHBIE NOYEepPpHEHHS aHAJHTHYECKHX
JJHHHH H (POHA B crekTpe.

i1 ANMHHOBOJMHOBOI YacTH CHEKTpa B KacceTy crmektporpada no-
veuiaoT goronaactunky tudia [IPC-02, nnss KOpOTKOBOJHOBOR — THNA

{1PC-03. JIlunua paszveMa (POTONJACTHHOK HOJKHA MPHXOAHTHCH Ha
AJHHY BOJIHBI 315 HM.

CriekTp Ka)Xnoii npoObl  KaxXjaoro o6pasua CpaBHEHHST pPerucTpH-
PYIOT Ha (oTOMNACTHHKE MO TPH pa3a. JKCNOHHPOBAHHBIE MJAACTHHKH

MPOABJSIOT, NPOMbBIBAlOT BOAOH, (PHKCHPYIOT, NPOMbLIBAIOT B NPOTOYHOMH
BOJde W CyllaT.

5. ObPABOTKA PE3YJIbTATOB

o.1. B kaxno# cnexkrporpamMe (QOTOMETPHPYIOT NOYEPHEHHS aHa-
JAHTHUYECKOH JIMHHUHI onpeleasgeMoro 3jemeHta S;.¢ (cMm. Taba. 2) H

Oav3exalnero ¢poHa S¢ M BBIYHCAAIOT pa3HOCTb NouepHeHHH AS=
=8, uw—S¢p. Tlo Tpem napaanenbpubim 3Hauenuam AS;, AS; u AS;,
MOJNYYEeHHBIM MO TPEeM CNEKTPOrpaMMmam, CHATHIM AJs KaXJaoro o6pas-

1[4, HAaXOAAT cpelHee apHMeTHUEeCKOe pe3yJbTaToB AS.

Ot nosnyyeHHbIX cpefHHX 3HAYEeHHH AS mnepexOodsT K COOTBETCTBYIO-
[
IUHM 3HAYeHUsM JorapudMOB OTHOCHTENbHOH HHTEHCHBHOCTH g '}"(’l')"

HCHOIbp3Yys Tabauunl, npHBedeHHbie B npuaoxeuun Kk [OCT 13637.1.

{
Ncaonbaya 3suauenus 1gC u lg-}—'{)— , MoJy4yeHHble AJaa oO6pa3uoRB

CPaBHEHHS, CTPOSAT rpaAvHpOBOYHbMH rpaduk B kKoopauwHatax (1gC,

/.,
Ig T ), rme C — maccoBas poasa (%) onpesenseMbix MNpHMeceH B
)

B 00pasnax cpaBHeHHs. 3a pe3yJbTaT aHaAH3a NPHHHUMAIOT MacCoBY!O
l,

[,

N0JI0 NpUMecCH, HalJeHHYIO MO rpadHKy Mo 3H3AYECHHIO Ig 1o-

JVUCHHOMY AJIS aHAJHU3UPVYEeMOH NpoOhl.
Tabnuma 2

JH il <« JH -
Onpeaenseul T ac e . O enens ATndeChL Amiah
ST 1M H M
Turan 307.86 Maruu# 280,27
323.45 277.83
Kpemuuit 288,16 Mapraueu 280,11
Keaeso 296,69 Ko6aabT 304,40
305.91 XpOoM 302,16
Hukenb 300,25 CBHHel 283.,3

AJNIOMHHHH 308,21 L{lupxouud 339,2
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5.2. PacxoxnaeHuss MeXAYy TpeMs pe3yJbTaTaMH napaJiebHbIX
onpefeseHuii (oTHouleHHe HaHOOJbLIEro K HaWMeHbUIEMy), a Takxke
ABYMS pe3yJbTaTaMH aHaad3a (oTHOUWeHHe 6OJbLUEr0 K MeHbUIEMY) C
AOBEPHTEJbHOI BepoATHOCTLID P=0,95 He n0/XHbH npeBbIlIaTL 3HAYE-
HUSA, NpHBeAeHHble B Tab.1. 3.

Tabauua 3

Onpeneasembifl Maccopas

Honyckaemoe jjOnpenensieMbii MaccoBan Honyckaemoe
NEMEHT roas, % pacxoxXneHHe INeMenT noas, % pacxosiieHNe
Turtas 5-10—* 2.9 Mapraneu 1-10—4 2.4
}.10-3 2.4 [-10-3 2.0
]1.10-2 2,4 | 2.10-3 2.0
KpeMHun ]1.10-3 2.8 i KobaabT .10 2.4
5.10-3 2.8 ? 5103 2,0
]1.10-2 2.8 | 3-10-3 2.0
J)KeJie3o 1.10-3 2.6 APOM 1-10-3 2.6
.10 2.6 | 5.-10-3 2.4
3102 2.6 | 3102 2.4
Huxenb 5.-10— 2.4 1CBHHew 5 10— 2,0
5-10— 2.0 65-10-3 ].8
2.102 2.0 3.10-2 l.8
AJIOMUHKH 5.-10—* 2.6 [IHpKOHHRA 3.10-3 26
3.10—° 2.4 i. 102 2.4
1-10—2 2.4 2.10-—2 2.4
Marnui o 10— 2.8
1-10-3 | 2,6
5-10—3 | 2.4 i

HonyckaeMble pacXOXXIeHHS NPOMEKYTOYHBLIX 3HAUYEHHN MAaCCOBBLIX
noJeH npHMeceH pPacCYUTHLIBAIOT METOAOM JIHHEHHOH HHTEePIOJISLLHN.
5.3. KoHTpOJb TOYHOCTH aHa/H3a MPOBOAST, HCHOJb3VA FOCYAap-
cTBeHHbi# cTaHAaapTHbil ofpazen ([ CO) nopomika rpaéutoBoro
CIII-27TTp I'CO 2820—83.
Has atoro Hasecky 100 mr I'CO TiateabHO pacTHpAalOT B CTVIKC
13 opranpueckoro ctekgaa co 100 Mr ocHoBbl (MATHOKHCH HHOGHS) 1
[0 Mr xJopHucTOro HaTpusg B TeyeHHe O—7 MHH H NPOBOIASAT aHAaJH3
coraacHo pasd. 4 u n. 5.1,
Has kaxiaoin onpeneasemoin npuMecu anaqaiiz I'CO cunrtaercs
apaBHAbHbIM, ecan oTtHoulenHe (Can) MOJIYYEHHOro aHaJjH3a K AaTTeC-
roanHoMy 3HaucHHIO (C,¢) (ccau Coanw>Gar) u ortnomenne Car K
Can (ecaan Cu:>Cap) He npeBLILIACT KOPHA KBAAPATHOTO H3 3HAYCHILS

100N CKACMOro  PACNOKAEHHA, VKAa3aHHOrO B Tab.l. 3 (1.9 MaccOROH
JOJH onpeleasicMoll npuMecH, coorBercTByYioner Car).
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UHOOPMAUNNOHHDIE HAHHDIE

1. PABPABOTAH U BHECEH TocyaapcTBeHHBIM Hay4YHO-HCCJAEAO-
BATEJIbCKMM M MPOEKTHBIM MHCTHTYTOM PeIKOMETAJNJIHYECKOH Nnpo-
MBI JIEHHOCTH

PASPABOTHYHHUKMU:
B. I'. Muckapsaun, E. ®. Mapkosa, Jl. A. HukurnHa

2. YTBEP)XIIEH U BBEAEH B JAEHCTBHUE IlocranoBaeHuem
loccrannapra Poccuun or 03.09.92 A 1098

3. Cpok nepBoit nposepku — 1998 r.
[TepuoguuHOCTL NPOBEPKH — O JIeT

4. BBENEH BIEPBbIE

5. CCbIJIOYHbIE HOPMATUBHO-TEXHUYECKHE JJOKYMEH-
Thbl

O6o3vauenue HTJ, Ha KoTOpbi#

NaHa CCHIJKA Howvep pasneaa, nyuxra

TOCT 892—89
[OCT 2820—73
I'OCT 2912—79
'OCT 433178
IF'OCT 4526—75
I'OCT 5556—8|
[OCT 942873
I'OCT 13637.1—77
I'OCT 18300—87
T'OCT 18385.0—89
IF'OCT 18671—73
IF'OCT 23463—79
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Penaktop B. M. Jlsicenkuna
Texunuecku#t peaakrop O. H. Hukuruna
Koppextop E. H. Mopososa
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