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®EPPOTHTAH | | TOCT

MeToanl OnpepeneHHs MEAH . B 14250.5—990
Ferrotitanium. )
Methods for determination of copper (CT C3B 1238—89)
QOKCTY 0809

A e S A,
Cpok neficTeus ¢ 01.07.91
no 01.07.96

HacTtosui cTanaapT ycTanaBanBaeT QOTOMETPHUECKHHA H aTOMHO-
opOUHOHHBIH MeTONH olpedeneHduss Meldil B GeppOTHTaHEe NMPH Mac-
kot moae ee ot 0,03 10 3,50%.

1. OBIHE TPEBOBAHHS

1.1. O6mue TpeGoBanHs K MeToay aHauiuza —mo ['OCT 28473.
1.2. Jlabopatopuas npoba moJizkHa ObiTb MPHCOTOBJIEHA B BHAE I10-
pouwika ¢ pasmepom gactuy 0,16 vm o F'OCT 26201.

T2

2. POTOMETPHYECKHA METO]

_p—

21.CymHocTh MeTOAA

") MeTtoa ocHoBaH Ha 00pa3oBaHMM B aMMUAYHOM pAacTBOpPE OKpa-
IUIEHHOIO B 2KEJITO-KODHUHEBBIH {DET KOMIJIEKCHOTO COeJHHeHHs MelH
| ¢ AH3THIAHTHOKApPOAMATOM HATPHA H H3MEPEHUH ONTHYECKOH IJIOTHO-
CTH pacrtBopa. ‘ .
Mewaroiliie onpefesieHHI0 3JeMEHTh MAacKHPYIOT JAHMOHHOI KHC-
AOTOH.

22. Annaparypa, peaKTHBH H pacITBOpPH ~

Cnekrpodoromerp uau QOTOZNEKTPOKOJOPHUMETD CO BCeMH NMPHHAN-
JIEKHOCTAMH. '
Kucaora dropucrorogopoanas no 'OCT 10484,
Kucnora cepias no 'OCT 4204, pactBoput 1:1 1 1:4.
Kucaora asoruas no 'OCT 4461 u pacrsop 1: 1.
f Ammuax Boaswil no 'OCT 3760. '

< &/

H3panue oduumannLnoe
Hactoammit cTaHgapT He MOXeT ObiTh NOAHOCTBHIO HJH HACTHYHD BOCNPOM3BEJEH,
THPA)KMpOBaH W packpocTpaved Oe3 paspeuwienun loccranpapra CCCP
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Kenarun nmo TOCT 11293, cBexRelPHTOTOBJEHHBIH PpacCTBOP
5 r/am3: 0,5 r KeJaTHHA [TOMEIAIOT B ¢TaKai BMecTuMocTbio 300 cm3,
npu6aBJ1moT 40—50 cm® BoALI M OCTABAAIOT HA | 4 TpPH KOMHATHOH
Temnepartype, NepUoJAHYECKH TNepeMellnBas. 3aTtem pacTBop ciaafo Ha-
TpeBAOT M NPH NEePEMEUINBAHHH PACTBOPAIOT XKeJaTHH, O0XJaXAAloT,
NoJMuBaoT BoZol Ao obbema 100 ¢M® M BHOBL NepeMellHBAlOT.

Kucsora aumonnas no YOCT 3652, pacrBop 200 r/am?®.

Harpus N, N-pustunautiokapb6amar 3-soxubiit no [OCT 8864,
CBEXKEMPUTOTOBJEHHBIH pacTBOp 5 r/am?3,

Meas Merajsinueckas.

CranzapTHble pacTBOPHl Melu

Pactsop A: 1,0000 r meau pactBOpPSIIOT NpPH HarpeBaHHH B 40 cm3
pacTtBopa a3oTHOH KucJoThl, [locse moaHoro pacTBOPeHMS] HABECKH NO-
Gapasiior 30 cM® pacTBopa cepHoi KHcjaotel (l:1) ¥ BHIIApUBAKOT O
BBIJI€JICHHST MAPOB CepHOH KHCJAOTHI. [loche oxsnaxAeHHs COJH pacTBo- .
paioT B 200 cM?® BOAB, pacTBOp MePeHOCHAT B MePHYIO K0J16y BMECTR- .
MOCTbIO 1 AM% OXJIaX/al0T, NOJHBAIOT A0 METKH BOAOW U NepeMelll- &
BaIOT. 3 o

MaccoBasi KoHLEHTpaunusl Mein B pacTBope A paBHa 0,001 r/em3. %

Pactsop B: 10,0 cm® pactsopa A nomemaotT B MepHyIo Koaby BMe-
CTHMOCTBIO 1 aM3, n1oaMBaKOT A0 METKH BOAGH M IepeMellHBAIoT.

MaccoBasa KoHueHTpalus meau B pactBope b pasua 0,00001 r/cm?.

23. IlpoBeneHue a"Hanu3a

2.3.1. TIpu maccoBoil none Kpemuua 10 5% HasecKy npobnl, 0T0G-
paHHylo coriacHo TaGua. 1, moMemalOT B KOHHYECKYIO KOJI0y BMECTH-
mMoctbio 250 cm3; mpuausawT b0 cM3 pacTBopa cepHOH KHCJOTH 1:4 u
paCTBopﬂIOT npu caabom HarpeBaHHH. 3aTeM N0 KamjisM p006aBasgioT
5 cM?® a30THOH KHCJ0THI, PacTBOp BHIIAPHBAIOT 10 BHJAEJNEHHS NapoB
CepHOH KHCJOTH, OXJaxAaloT, conu pacTopsioT B 30 CM3 BOJABI NPH

narpeBaHHH.

Ta6bauma 1

) O6beM anux- Macca MelIH O6nem
. 0 Macca Ha- BoTHOH dac- B AJMKBOTHOI CTaHRAPTHOTO
Maccopan Aoan Menh, % BECKH TH DAaCTBODA YacTH pacTBOpa pactBopa b,
- fpolbl, T 1pobu, cm? qpo6HI, T cm’
Or 0,03 1o 0,3 BRMIOY. 05 25 0,015—0,15 1—16
Ce. 03 » 1,5 » 0.25 10 0.03—0.15 2—16
> 1,5 » 35 » 0.1 10 0.06—90,14 5—15

2.3.2. Tlpu MmaccoBoil gose kKpeMuus cBbille 5% HaBecky npoOwi,
oTobpaHnylo cornacHo taba. 1, nomMemanT Bo GTOPONIACTOBLIN CTAKAH
smectuMocThio 100 cm® nam 4alIKy M3 IJIaTHHBEL HJIH CTEKJIOYTJIEpOaa,
NPHIAHBAIOT 50 cM® pacTBOpa cepHOH KHcaOTHI (1:4), 5 cM® dropucro-
BOJOPOAHON KHCJOTH, NEpeMeUidBaloT W A00aBJsOT no Kamism 5 cm?
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IO R AR RS AR A A. AdhA BVY bAbllldpynbalvio AV bolAdbddenra apun LCpiull
KHCJIOTHI, OXJIaXA4IOT, COMM pacTBopsitor B 30 c¢M® Boapl npu Harpe-
BaHHH.

2.3.3. OxJjiaxxaeHHbH paCTBOP, anmTosJIeHHbm no n. 2.3.1 nau
2.3.2 nepenocar B MmepHyw Koa0y BMecTHMOCTbIO 250 ¢M3 JOJIHBA(OT
BOJOH 10 METKH H IepeMellnBaloT. \

IlBe aJaHKBOTHBIe yacTH pacTBopa, coryiacho Taba. 1, orGupaloT B
MepHHe Koa0bl BMecTHMOCTbio 100 ¢M3, npusiuBaioT B KaXIyio 7o
15 c¢m?® pacrBopa JHMOHHOH KHCJOTH, 10 cm? pacTBopa JKeJaTHHA,
15 c¢m® ammuaka, nmepemeIlHBAlOT - H OXJaXKAa0T. 3aTeM B OIHY H3
. KoJ0b ,z:oéaB.rImoT 10 cM® pactBopa ausTH/AUTHOKapOaMaTa HaTpHS.
PacTsopel 0/MHBAIOT BONOH A0 METKH H llepeMeIUHBAIOT.

Onruueckyio MJIOTHOCTH PACTBOPA U3MEPSIOT HA CNeKTPohoTOMeTpe
OpH JUIHHEe BOJHB 453 HM uAM Ha (I)OTOSJIEKTpOKOJIOpHMETpe B obJa-
CTH cBeTonponyckanus ot 400 go 480 um.

KayecTBe PacTBOPA CPaBHEHHS HCIOAB3VIOT PacTBOpP, He coaep~
Kaluid pacTBopa AHITHANHTHOKapGamaTa HATpHS.

Maccy Meau HaxoIsT IO rpaiyHPOBOYHOMY rpaduky nocje BHIYH-
TaH!si 3HAUCHHA ONTHYECKOH MJIOTHOCTH PacTBOPA KOHTPOJIBHOTO ONbITA
#3 3HAYEHHS ONTHHECKOH MJOTHOCTH pacTBopa NpoGH.

2.3.4. lna nocrpoeHns rpaiyHpoBOLHOrO rpaduka B psiji MepHBIX
Kosa0 BMecTtHMocThio 100 cM® upuauBaior LTaHAapTHbIH pacteop b,
corjacuHo taba. 1. B oany Konby cTauzapTHHI pacTBOP He MOMEILAoT.
Bo Bce koa6nt npuauBaroT no 10 cM3 pacTBOpa JHMOHHO# KHCJOTHI,
10 cM3 pactsopa xkenaTHHa, 15 cM® AMMHAKa, EPEMELIHBAIOT H OXJIAXK-
Aa10T. 3aTeM nDpHAMBaioT no 10 c¢m? pacTBopa AUSTHAAHTHOKapGamaTta
HaTpHUsl, NOJIHBAIOT 10 METKH BOLOH H nepeMeIlHBaLOT.

ONTHYeCKYI0 TLIOTHOCTh DAaCTBOPOB H3MeEPSIOT, KaK YyKas3aHo B
. 2.3.3. v

B KkauecTBe pacTBOpa CPABHEHHs HCNOAb3YIOT PacTBOpP, He COLEp-
~ 3KalUlU¥ CTaHAAPTHOrO PacTBOpa MeH.

ITo monyyeHHBIM 3HAYEHMSM ONTHYECKHX ILIOTHOCTEH M COOTBETCT-
BYIOU{HM HM MaccaM MeJH CTPOSiT rpajydpOBOUYHBIA rpaduK.

24.06paboTKa pPe3syJabTaTOB

2.4.1. Maccosywo poaio meau (X) B mpoleHTax BbIYHCASIOT 1m0 ¢op-
MyJie

X=

(1)

rie m; — Mmacca Me/H, Hafi/leHHas Io rpagyHpoBOUHOMY rpaduKy, r
M — Macca HaBeCKH, COOTBETCTBYIONLAS aJIHKBOTHOH YacTH pac*r-
BOpa npoOlsl, T

2.4.2. HOprI TOYHOCTH H HOPMaTHBB KOHTpOJIﬁ TOYHOCTH oIlpeje-
JIeHUsI MacCOBOH HOJIH Meau MpUBeAeHH B Tabu. 2.

m
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rTa*ﬁ.nuua 2

Jonyckaemule pacxoxxeﬂnz: %
ITorpern-
HOCTE JIBYX cpea- pe3yJbTatTop
peay,- | HHX peavib- | ABYX Na- | Tpex mna- aHaJH3a
‘MaccoBaf HOJAA MeaH, % « “raros . | ~Tarop aHa- palneib- | paaneab- | cTaRAapTHO-
. afaanaa, | J143a, BHOOI- | HHX on- HbIX OI- ro o6pasna
HEeHHBIX B penege- peneie- OT ATTeCTo-
PA3JHIHbIX HMA HUl BaBHOTO
| YCHOBHAX SHAYECHHA
T
Or 0,03 zo 0,05 BKaIOY, 0.005 0.006, 0.005 0.006 0.003
Cs. 005 » 0,10 » 0,010 0.013 0011 013 0.007
» 0,1{_} » 0,20 » 0.019 0,025 (.020 0.024 0012
» 02 » 05 » 003 . 0,04 0.03 0.04 0,02
» 05 » 1,0 » 0.04. 0.05 0.04 .06 .03
» 1O » 20 » (.06 0.07 0.06 0.08 0,04
» 20 » 35 » 0.09 0,12 0.10 0.12 0.06

3. ATOMHO- ABCOPBU,PIO* HBIA METOA

3.1, CyHiHOCTh MeTOAQa ' .

" Metox oCHOBAaH Ha H3MEPEHHH ATOMHOH a6cop6unﬂ Me[H B IJaMe-
HH alETHJIEH-BO3AYX NPH AJHHe BOJHB 324,8 HM c HpeﬂBapHTe.}IbeIM
pacTBopeHHeM Npo6bl B cepHOH KHCJOTE.

3.2.Annmapatypa, pPeakKTHBH H paCTBopr
- AromH0-a6cOpOUHOHHBIH COEKTPOMETDP CO BCEMH NPHHAAJNEKHOCTH-
MU,

Kucnora cepnas no TOCT 4204, pactBopu 1:1 1 1 :4,

Kucaora dropucroBonopoanas no OCT 10484,

Kucaora azornas no FOCT 4461, -

Kucaora consinas no 'OCT 3118,

Turad TpexxJopHCTHIH, pacTBOp 150 r/am®, copepxautuii 0, 05 I‘/cM3
THTaHa.

Keaeso MeTannuuecxoe.

Pacteop xesesza 20 r/am®: 10 r pacrBopsiloT npH HarpeBaHHH B
40 cm® coasHO# KHCJIOTbI, IPUJAHBAIOT 5 ¢M® a30THOH KHCJOTH H pac-
TBODP KHUISITAT 0O y/JAaJeHHs OKCHAOB a3ora. OXJa)KZeHHBIH pacTBoOp
- MEepeHOCAT B MepHyo KoJa6y BMecTHmocTblo 500 cM3, moauBawT BOAOH
10 MeTKH U nepeMelIHBalor. '

AMIOMHHUA MeTaJjHuecKUuH.

Pacreop aaoomunus 10 r/aM3: b r anlOMHHUS PacTBOPSIIOT IIPH Ha-
rpeBauud B 60 cM3 consiHOH KHCJAOTH ¢ aoGaBaeHneM 5 cm® azoTHOMH
KHCJIOTHI, PacTRop KUNATAT A0 yaadeHds okcHjaoB asorta. [lociae ox-
Na)<JAeHHS PAcTBOD MEPEHOCAT B MEPHYIO KOOy BMecTHMOCTBIO 500 cm3,
JOJIHBAIOT BOJOH A0 METKH U JlepeMellMBaloT. ‘

Menp Metannuyeckas., ,

CraHaapTHbie pacTEOPbI MEAH ~

Pactsop A: 0,5000 r meau pacTBOpSIIGT HpH HarpeBaHHu B 25 cm®
a30THOH KHCJIOTH, OXJaxAdwloT, npuinsaier 100 cM® BOJABI, HEPEHOCHT
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pacTBOp B MepHylo kKonOy BMectumocThio 500 cM3, moauBaior a0 MeT-

«H BOJOH U nepeMeIliBaloT.
MaccoBasi KOHUEHTPalUHsa Mead B pactBope A pasHa 0,001 r/cm®.
Pactsop b: 10,0 cm® pacTBopa A noMewalotT B MepHyIO Koaly BMe-

crumoctbio 100 cm3,

NOJHBAIOT. A0 METKH BOIOH ¥ HepeMelINBaloT.

MaccoBas KoHueHTpauusi Meid B pactsope b pasna 0,0001 r/em?.

33. [IpoBenenne aHalau3a

3.3.1. Tlpu maccoBo#l noJe KpeMHHd 10 5% HaBeCKV npobe1, 0TOO-
PAHHYIO COTJIaCHO Ta0J1. 3, NOMEINAlOT B CTAKaH BMECTHMOCTBIO 100 cmd.

Ta6auua 3
Y
' Macca MenH . - . O6bem
Macca Ha- B HmamepsemoM | GTAHRADTHBIR | crappaprHOro:
Maccopan gons meld, % BeCKH pacTBOpE PacTBOp pacTBopa,
poGel, T npo6ul, 10— r MenH oM
Ot 0,03 o 0,1 BRJIOW. 0.5 0,15—40.5 - B 1—6
Cs. 01 » 05 0.2 0.2—1 B 1—11
» 05 » 35 - 0.2 1—7 A 0.5-—8

ITpunusator 20 CM?‘ pacTtsopa CepHOH kucaotel (1:4) u paCTBopmor
npH caabom HarpeBaHuH. 3areM no KamiasiM Ao0aBagoT 5 cM® asor-
HOM KHCJIOTH. PacTBOp BHINapUBAIOT A0 BbIAEJEHHs 11apOB CePHOH KHC-
Jotel ¥ oxgaaxjaior. Coau pacrBopsitor B 20 ¢cM? BOAH IPH HarpeBaHHH..

3.3.2. Ilpu maccoBod noJe KpemHusi csuile 5% HaBecKy npoOwl,
otobpaHuyl coraacuo tabJ. 3, noMemarT Bo (TOPONAACTOBHI CTa-
Kan BMectuMocTbio 100 cMm® uau B yallKy U3 CTEeKJIOYrJepoaa HJH nJja-
THHBI, NPHIHBAIOT 20 cm® pacTtBOpa cepuoi kucjotel (1 :4), 5 cm® Ppro-
PHCTOBOLODOJIHOH KHCJIOTH, NEPEMEHIABAIOT U n06aBJsOT M0 KalJaaM
5 cm® a30THOHU KHCJAOTHL. PaCTBop BLIIAPHBAIOT A0 BbHIAECJNEHUS NADOB
CepHOH KUCJHOTH M OXJaMAANT. COJIH pdCTBOpHR)T B 20 cm® BOABI NP
HarpeBaHUH.

3.3.3. OxsaXIeHHE PacTBOp, HpurotoBjedHHwlr no n. 3.3.1 uam
3.3.2, nepenocAT B MepHyl0o KoJ6y BMectumocTbio 100 cM3, goausator
BOJMO# 10 METKH H NepeMeLIHBaioT.

B esayuae Heo6x0AHMOCTH PACTBOP cpuJIpryIOT yepes CyXofi GuaBTP
cpelHeli MJIOTHOCTH B CyXyi0o Koaby, 0T6paCbIBaH NepBble MOPUHH
puabTpara. '

Atomuyio abGcopOuHio MeaH H3MEepPSHIOT MapaJJefbHO B PacTBOpe
KOHTPOJIHOTO ONbITa, pactBopax npol, pacTBOpax IJs MOCTPOEHHS .
[paLyHpPOBOYHOIO rpaq)HKa pacTBope CTaHAapTHoro obpasua npu AJH-
He BOJHEI 324, 8 HM B [VIAMEHH. alleTH/ICH-BO3AYX.

3.3.4. Hoc.ne BHIUMTAaHHA 3HAueHHS aToMHOH abcopbumm pacTBopa
KOHTPOJIPHOTO ONbITa H3 3HAUEHHS aGcopbuuu pactBOpa HpOOHI O~
Jep:KaHHe MeIH HAXONAT METOJOM CPAaBHEHHS €O CTAHLAPTHHIM 00-
DA3LUOM, ¢ XHMUYECKUM COCTABOM, COOTBETCTBYIOIIHM TpeCoBaHHAM
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HACTOALLETO CTAHAAPTA, H/IH METOAOM I'DaAyHPOBOMHOrO rpaduxa, HiIH
MeTOAOM J106aBOK.

- 3.3.5. llpu npuMeHeHHH MeToja CpaBHEHHS HaBeCKy CTaHAapTHOTO
©00pasua npoBOAAT uepes Bce CTAAHH AHAIN3A, KAK yKaszaHo B nm, 3.3.1
anu 3.3.2 u 3.3.3. -

3.3.6. Tlpn nmpuMeHcHHu MeTOAa rpafyHPOBOYHOrO rpaduka B psAA

CTAKAHOB NPIVIMBAIOT CTAHJAAPTHBIA PacTBOP MeAH, corJacHo TabJ. 3.
B oanu crakam craHzapTHBIA pacTBOp He nomemaioT. Bo Bce craka-
HbI NPH/AUBAIOT PACTBOPHI KeJle34, THTAHA W aJIOMHHHA B KOJHYECTBAX,
‘COOTBETCTBYIOLHX HMX COAepxauusiMm B npobe, npuausator 20 cM® pa-
€TBOpa CepHO KuCaOTH (l:4) u jajee NpOBOAAT aHAJM3, KAK VKa-
3aHo B nn..3.3.1 u 3.3.3. :
- I'papynposounstii rpadgur crposit mo pe3yJjbTraraM, NOJYyYeHHBIM
1I0C/I€ BbIYHTAHHS 3HA4YEHHsT aTOMHOH abcopOUHMH pacTBOpa, He Coaep-
2Kalllero CTaHjapTHBI pPacTBOP MeRH, H3 3HaueHUs abcopOUUH pacTBo-
POB, COAepKaIllUX CTAHAADPTHHIH pPacTBOP, H COOTBETCTBYWOUIMM HM
maccaMm MejH, ' - ' o

3.3.7. Ilpu npumeHeHHH MeToZa NOGABOK K HaBecKe mpoObl 106aB-
JITIOT TakKOe KOJHUYECTBO CTAaHAAaPTHOrO PACTBOpa MEJAH, 4TOOLI 3Hade-
HAe aTOMHOIl abcopOuuu npobul ¢ nobaBieHEeM CTaHAAPTHOIO PACTBO-
pa cocTapJasAl0 He GoJsiee IBYXKPATHOH BeJHUHHBI 3HAUeHHS abcopbuuu
pacteopa npoGbl H HaXOAMJOCh B JHHEHHOM [QMana3oHe rpaiyHpOBOY-

Horo rpadguka,. Jlajee aHa/M3 NpPOBOAAT, KAK yKasaHo B mi. 3.3.1 wiu
3.3.2 n 3.3.3. '

34.006paboTKka pe3yabTaToB

3.4.1. Maccosyio nono Meau (X) B mpoueHTtax, onpeaeaseMylo Me-
TOJIOM CpPaBHEHMS, BBIUUCJAIOT M0 QopMyJe

A(D—D;)
D:—D,

X =

[}

; - (2)

™ .
riie A — arTTecTOBaHHOR 3HAUEHHEe MACCOBOH AOJH MeIH B CTaHAADT-
HOM oOpasue, %;
D — 3Havenne aToMHOM aGcopbunu pacTBopa npolu;
D) — 3navenne aTOMHO¥ aGcopbuUH  PACTBOPa KOHTPOJBLHOTO
ONbITA; -
D, — 3nayenne atoMHOil abcopOUHUH pacTBopa CTaHAapTHOrO 06-
pasua. | '
3.4.2. Maccosyo nom0 Menau (X) B mnpoiueHTtax, onpeleaseMyio Me-
TOAOM IPaAyHPOBOYHOTO rpaduKa, BHIUHCAAIOT Mo hopmylie

X=-—""2_.100, (3)

m

roe mp;— Macca MefH, HailleHHasl N0 IrpaJAyHpoOBOYHOMY TpadHKy, I;
M — Macca HaBeCKH NpoOlhl, TI.
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3.4.3. Maccosylo goqo Meln (X) B mpOHEHTax, ONpelessieMyio Me-
TogoM J00aBOK, BHIUHCAAIT Do dopMmye |
v =200 400 )

-~ — ?

(D;—D)m

rjle mg-— Macca MelH, K06aBJcHHAsA K Hapecke npo-6bl r;
D — 3nauenne aToMHOH abcopOUMH [acTBOpa Hp06b1 6e3 no-
6aBJeHHSl CTAHAAPTHOTO pacTBopa MeAH;
D, — 3HaueHue aTOMHOE abcopbuuu pacTBOpA KOHTpOJIbHOI‘Ov

ONbITA;
- D;— 3Hauenne aToMHON aGcopbunu pacTBopa npobw ¢ Aobasiie-

HHEM CTaHAapPTHOTO pacTBoOpa MeJiH;

m — Macca HaBecku npoOwl, T.
3.4.4, HOprI TOYHOCTH H HOPMATHBLI KOHTpPOJISA TOYHOCTH onpene-

JICHHSI MACCOBOH JAOJIH MeXH NPHBEAEHDI B tabJa. 2.
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