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Metallic chrome (CT C3B 4507—84)

Mzthods for determination of iron

B3amen

OKCTY 0809 rocrt 13020.8—75

Nocranosnenmem locyaapcteenHoro komutera CCCP no cranpapram ot 20 mas

1985 r. N2 1411 cpok AekcTBMA yCTaHOBNEH
c 01.07.86

Ao 01.07.96
Heco6nioaenne cTaHflapTa npecnepyerca NO 3aKOHY

Hactosimuii cTangapt ycraHaBauBaer (OTOMETPHUECKUH H aTOMHO-
a6COpOUHOHHBIH METOIBI ONpe/IeNIeHUS XKele3a B MeTAJIHYEeCKOM XpoMe
(npu maccoBoil goJje xkenaesa ot 0,3 xo 1,5 % ).

Cranaapt nojasocteio coorBeTcTByeT CT COB 4507—84

1. OBLUME TPEBOBAHMUSA

1.1, O6mue rtpeGoBanuss K MerogaM aHamusa—rmo T[OCT
13020.0—75.

1.2. Jlab6oparopHasa npo6a AoskHa  OBITh NPUrOTOBJIEHA B BHAE
CTPYKKH TOJILHHO} He GoJee 0,5 mm mo 'OCT 23916—79.

2. ®OTOMETPHHECKMHA METOA

21. CymHocTp MeToOxa

Mertoa ocHOBaH Ha B3aUMOJACHCTBHU 2KeJe3a ¢ CyJbdocalnuuaoBOH
kucjaoro# npu pH 8—11,5 ¢ o6pasoBanreM KOMIJIeKCa XKeJaATOrO IBeTa
H U3MepeHHH ONTHYECKOH NJIOTHOCTH OKPAallleHHOTO pacTBopa Ha Cllek-
TpooTOMETPE NIPH AJHHE BOJHH 420 HM HJIM HAa (POTOIJEKTPOKOJOPH-
meTpe B 06sacTu cBeTonponyckanus ot 400 xo 450 HM.

/Kese3o oT XxpoMa OTAENSIOT aMMHAKOM, NPEJBAaPHTENbHO OKHCJ/IHB
XpOM HaJCEDHOKHCJIEIM aMMOHHeM [0 LIeCTHBAJCHTHOTO COCTOSIHHUSA.

22. Anmapartypa, peaKTHBB H PacTBOpPH

CnexTpodoToMeTp uiH HOTOINEKTPOKOJOPHMETP.

H3panme oduumansHoe Mepeneuatka BocnpeweHa

*
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rocT 13020.8—85 Cip. 2

Kucnora consinas mo TOCT 3118—77 u pas6asnennas 1:1, 1:100.

Kucnora azotHas no [OCT 4461—77.

Kucaora cepuas no TOCT 4204—77, pas6aBaennas 1:4.

Amwmuak Bozusiii mo TOCT 3760—79.

BpomtuMososrlil cunuil, 0,1 % -HbI CIHPTOBOH pacTBOP.

Ammonuit HancepHokucanlit no ['OCT 20478—75, 25 9% -Hulil cBe-
JKeNpHTOTOBJEHHBIN PacTBOP.

Kucsora cyasgpocanuuuaoBas no I'OCT 4478—78, 20 % -unlil pacr-
BOp.

Cepe6po asorsoxuciaoe no 'OCT 1277—75, 0,25 % -Hulit pactsop.

Amvmonnji ceprokucanii no 'OCT 3769—78, 1 %-ueifi pacTBOp.

ITpoMEIBHAST KHAKOCT: K 1 AM® pacTBOpa CEpHOKHCJIOTO aMMOHHS
npuanBaioT 2 cM® amMmuaxa.

ANOMHHUR MeTaNAHUeCcKHil.

Amomunuit xaopuctsiii, 0,1 % -HEIi pacTBOp MO aNOMHHHIO: HaBeC-
Ky agioMHHHsS Maccoil 0,5 © pacTBOpSIIOT NpH HarpeBaHnu B 100 cm®
costsiHoft KucJoThl (1:1). ITocie pacTBOPEHHST HABECKH PACTBOP MEPEHO-
CAT B MepHYI0 Kosaly BMmectuMocTbio 500 cMm3, monuBaoor  Bojo#l KO
METKH H TIepeMeIlnBaIoT.

Kese30 KapGOHHJBHOE.

CraHZapTHBIE PACTBOPH XKese3a:

pactBop A: 0,5000 r xap6oHUJIBHOrO Kene3a pacTBopsitoT B 20 cm?®
consHON KucaoThl (1:1), OKMCAAIOT a30THON KHMCJIOTOH, PacTBOP nepe-
BOISIT B MepHY®o Koa6y BMectuMocThio 500 cM3, 0XaXKxa10T, ZOJHBAIOT
BOZOH [0 MEeTKH W [lepeMeLIHBaT.

MaccoBast KoHUeHTpalLyg XKene3a B pacTBope A pasua 0,001 r/cm3;

pactBop B: 20 cM® crangaprHoro pacTsopa A pasGaBisioT BOLOH B
MepHOH KoJ6e BMecTHMOCTbI0 200 cM® B IepeMelIHBaIOT.

MaccoBast KoHUeHTpalys XKeje3a B pactBope B pasra 0,0001 r/cm3.

23. llpoBenenue anaausa

2.3.1. HaBecky npo6u Maccoii 0,25 r nomewmianT B KoaGy BMECTH-
moctbio 500 cm3, nmpuauBaoT 50 cM® pa3baB/eHHOH CePHON KHCJIOTH
M pacTBOPSIOT MpH HarpeBaHuH. [locsie pacTBOpeHHS HaBeCKH K pac-
TBOpY AobaBasior 1—2 cm® asoTHoft kucaoTH, 10 cM3 pacrBopa xJso-
PHUCTOrO aJIOMHHHUS NPH MaccoBOi Hoje xKexesa a0 0,5 % u 3—5 cmd
— [IpH MAaccoBOH gousie keqesa cBeilie 0,5 % u BHIApHBAOT 4O NOSIB-
JIeHHsl IapOB CEPHOM KHUCJOTHI. 3aTeM COAEpPXKHMOe KOJIOH OXJaXKA4aIoT,
npuauBaioT 200 cM3 BOZBI M HarpeBaiOT JO PACTBOPEHHS CEPHOKHCJBIX
conelt xpoma. K ropsiueMy pacTBopy ocTopoxkHo  mnpuauBaior 10 cm®
pacTBopa as3OTHOKHCJOro cepebpa, 50 ¢cM® pacTBOpa HaACEPHOKHCIOIrO
AMMOHHSI H KHMATAT A0 IOJHOIO Pa3JIOKEeHHS NOCJeIHEro.

IMTocne atoro pactBop oxsAaxpaioT 10 40—50 °C u ocaxAawT XKe-
JIe30 aMMHAaKOM JO HOsIBJeHHs 3allaxa aMMmuaka. Jlomyckaercs ocax-
JeHHe NMPOBOLHUTH 0 GDOMTHMOJOBOMY CHHEMY HHIHKaTOpy AO Nepe-
X0fla OKPaCKU PacTBOpa B CHHE-3€JeHBIN IBET,
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Crp. 3 TOCT 13020.3—385

PacTBOp HarpeBaloT 0 KOAryJslLMH Ocajka H uepe3 3—5 MHH oca-
NMOK THAPOOKHCEH MeTajs0B OTQHUALTPOBHIBAIOT HA (QHUABTP  CpeAHeil
niotHocTH. Ocafiok npoMbiBaloT 10—12 pa3 ropsiuefi  NPOMBIBHOH
JKHAKOCTbIO N0 NOJyYyeHHs GeCUBETHHIX MPOMBIBHBIX BOJ, 3aT€M pacT-
sopA0T Ha ¢uabTpe B 20 cM® pacTBopa ropsuel COITHOH  KHCJIOTHI
(1:1), npubaBasis ee B 2—3 npHema U coGHpasi pacTBOp B Koaly, TAe
IPOBOAUJIOCH OCaXJeHue THAPOOKHCH xeje3a. PHABTP NPOMBIBAIOT
6—8 pas ropsyeii consHol Kucmoroit (1:100).

PacTBop mepeBoidT B MepHYyI0 x0i0y BMectumoctbio 100 cm3, mo-
JIMBAIOT BOJOH M0 METKHM Y IepeMelldBaloT. AJNHKBOTHYIO 4acCTb pacrt-
BOpa, paBHyio 10 cM3, nomelraloT B MepHYIO KOJGY  BMECTHMOCTBIO
100 cm3, npuauBanoT 40 cm® Boaml, 20 cM3 pactBOpa CYyJabGhOCATHIH-
JIOBOH KHCJIOTHI, lepeMewIHBaloT, nobasasior 10 cmM® amMMnaka M CHOBa
nepeMemnBaioT. Ilocie 3TOro pacTBOp AOJNHBAIOT  BOJOH 10 METKH,
nepeMeInHBalOT H uepe3 10 MHH H3MEPSIIOT €ro ONTHUECKYIO IJIOTHOCTb
Ha CMeKTPodoTOMeTPe NPH AJAHHe BOJHH 420 HM MAM Ha GOTO3NEK-
TPOKOJIOpHMeTpe B ob6nacTH cBeTonponyckanus ot 4C) po 450 Hum.

B kauecTBe pacTBOpa CpaBHEHMs NMPHMEHSIOT BORY.

Maccy xese3a HaxoJsAT MO TPaAyHPOBOYHOMY rpadHkKy mocje BHI-
YHTaHHSl 3HAYEHHS ONTHYECKOH NJIOTHOCTH KOHTPOJIBHOrO  ONBITAa H3
3HayeHHs ONTHYECKOH MJIOTHOCTH pPacTBOpa NPOOHI HJIH METOAOM CPaB-
HeHHS MO CTaHXAPTHHIM 06paslaM MeTa/VIH4eCKOro XpoMa, OJH3KHM
MO COCTaBy K aHAJM3UPYEMOMY MeTaJJINYeCKOMY XPOMY H NPOBEJeH-
HBIM Yepe3 BCe CTafiMH aHaJu3a.

2.3.2. IlocTpoenue 2padyuposounozo 2pagura

B cemb MepHbiXx KOJG H3 BOCbMH BMecTHMOcTbiO no 100 cm? xkax-
nasi nomewator 0,5; 1,0; 1,5; 2,0; 2,5; 3,01 4,0 cmM® crangapTHOro pacr-
Bopa B, uto coorBercTByer 0,00005; 0,0001; 0,00015; 0,0002; 0,00025;
0,0003 u 0,0004 r xenesa.

Bo Bce kon6u nmpunusaoT 30 cm® Boabl, 20 cm® pactBopa cynabdo-
CaJIHIHIOBOM KHCJOTH, lepeMelnBaT, 106aBasioT 10 cM3 aMMHaka,
CHOBA TIePEMEUINBAIOT, NOC/IE Yero pacTBOPH BOAOH NOBOJAT A0 METKH,
nepeMeminBaloT U uepe3 10 MEH M3MepAIOT UX ONTHYECKYIO MJIOTHOCTb,
Kak ykas3ano B m. 2.3.1.

PactBop BOCbMOH MepHO} KOJGBH, B KOTOPYIO IIOMEHIEHBI BCE peax-
THBBI, 32 HCKJ/IOUEHHEM CTaHJapPTHOIO pPacTBOpPA, CJAYNKHT PacTBOPOM
CpaBHEHHUS.

[To mosyyeHHBIM 3HAYEHHSIM ONTHYECKOH MJIOTHOCTH pacTBOPOB H
COOTBETCTBYIOUIEMY HM COREPIKAHMIO JKeJle3a CTPOAT rpajyHpOBOYHBIH
rpaguxk.

24. O6pa6oTKa pe3yJabTaTOB

2.4.1. Maccosyio jpoaio xene3a (X) B npoueHTaX, ONpejeseHHYIO
110 TPaAyHPOBOYHOMY rpadHKy, BHUHCASAIOT No popMmyie

X= 72100,
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fOCT 13020.8—385 Crp. 4

TXe m;—Macca XKeje3a B aHAJH3HPYeMOM pacTBOpe, HalieHHas no
rpafyupoBOYHOMY rpaduky, r;
m — Macca HaBeCKH, COOTBETCTBYIOIlasi aJMKBOTHOH WacTH aHa-
JIH3HPYEMOro pacraopa, r.
2.4.2. Maccosyio noaio xene3a (X;) B mpoueHTax, ONpefeeHHYIO
METOXOM CPaBHEHUS, BHUUC/IAIOT N0 GopMyite
__C(D—D,)
X="5.-p,
rae C — MmaccoBas nons xenesa B craHfaprtHoM obpasue, %;
D — onrtrueckas NIOTHOCTL aHAJAH3HPYEMOrQ PacTBOPA MeTajlH-
9eCcKOro XpoMma;
D, — ontHueckass MAOTHOCTb PAacTBOpA CTaHKapTHOro o6pasua;
D, — onTHueckas IVIOTHOCTb PAcTBOPAa KOHTPOJBHOIO ONKITA.
2.4.3. AGcoMmOTHBIE JONYCKAEMbIe PACXOXKIACHHST  PE3yJIbTATOB fia-

pajsieNIbHbIX CNpefeJeHHH He JOJIKHBI NpPeBLIIaTh 3HaUYeHHH, YKa3aH-
HBIX B Tabauue.

Maccosas x0as xeneaa, % AGcomoTabe A0TMyCKaeMble PACXOXKAEHHS, %
Or 0,37 no 0,50 sBkaiou. 0,03
Cs. 0,5 » 1,0 » 0,05
» 1,0 » 15 » 0,06

3. ATOMHO-ABECOPBUMOHHBIA METOR

3.1. CymuocTp MeTOR2

Mertoz ocHOBaH Ha pPacHnbBUIEHHH PacTBOpa B MjaMs BO3AyX—aleTH-
JlIeH H H3MepeHHM aGCopOLuu Kese3a NPH JJHHE BOJHBL 248,4 HM.

32. AnmapaTypa, peakKTHBH H PaCTBODH

ATOMHO-26COPOUMOHHBIHA CIeKTPOGOTOMETP.

Bannon ¢ auernnenom.

Kucaora cepras no FOCT 4204—77, pas6aBnenHas 1:4.

Kucnora asornas no TOCT 4461—77.

Kucaota coasas no FOCT 3118—77.

JKeneso xap6onuabHoe.

XpoM 3J1eKTPOJHTHIeCKU .

CranaapTeifi pactBop xenaesa: 0,4000 r kapGOHHIBHOTO Keje3a
pactBopsioT B 20 cM® COJIAHO# KHCJOTHI, OKHCJSIOT a30THOH KHCJIOTOH,
BHI1APHBAIOT 10 BlaxXHBIX cosell. Conu pacTBopsioT B 20 cM® coasiHON
KHCJIOTHL, [lePeJIHBAIOT B MepHYIO K06y BMectumocThio | AMS, noauBa-
10T BOJIOH JO MeTKH H IlepeMeUIHBaloT.

MaccoBas KOHILEHTPAaLHA XKeJje3a B pactBope paBHa 0,0004 rfcms,

3 3ax. 1694 19



Crp. 5 FOCT 13020.8—85

33. [IpoBenenHe aHaau3a

3.3.1. HaBecky npo6nl Maccoii 0,2 r noMemaloT B KOHHYECKYIO KOJI-
6y smectumocTbio 100 cM3, npuaupalor 20 cM® pacTBOpa CepHOR KHC-
JOTbI M HarpeBaloT JO PacTBOpEHHA. 3aTeM NO KamlsM INPHIHBAIOT
a30THYIO KHCJIOTY, AAIOT B H3GHITOK ellle 2 ¢M3 H BHNAapHBAIOT A0 MOSAB-
JIEHHs1 TapoB cepHoiil KucjaoThl. Ilocse oxnaxkaeHHs CTEHKH KOJGH 06-
MEIBAIOT HEOOJBIIMM  KOJHYECTBOM BOJABL H BHOBb BHIIaPHBAIOT JO
IOSIBJIEHHS [IapoB CepHOil KHcaoTH. [lpuansator 30 cM® BoAn H, Harpe-
Basi, paCTBOPSAIOT COJIH, OXJIaXKJAIOT, EPEJHBAIOT PACTBOP B MEPHYIO
KonGy BMecTHMoCTbio 100 cM3, moaMBalOT BOAOH A0 METKH H IepeMe-
WHBaT. PacTBOp GHALTPYIOT d4epe3 cyxoH (PpHABTP cpelHel MAOTHOC-
TH B CyXyI0 K0JIGy, oTOpachiBas neppuie NOpUHH PUABTPATA.

3.3.2. PacTBOp KOHTPOJBHOTO ONBITA FOTOBAT corjacho m. 3.3.1 ¢
no6asaenneM 0,2 r 3JeKTPOJNHTHIECKOTO XpOMa.

3.3.3. HocTpoenue 2padyuposounoeo epagduxa

B cemb u3 BocbMH KON6 BMecTHMOcTblo no 100 cM3 or6upalor 1,0;
2,0; 3,0; 4,0; 5,0; 6,0 u 8,0 cm® cranmapTHOro pacTBopa KeJjesa, UTO
coorserctByer 0,0004;  0,0008; 0,0012; 0,0016; 0,0020; 0,0024 u
0,0032 r xenesa.

B BocbMyio Koa0y cTaHAAapTHHIH pacTBOp KeJe3a He oTOMpaloT. Bo
BCe BOCEMb KOJ6 N06aBiasioT no 0,2 r 3JeKTPONHTHYECKOTO XpoMa, 1O
20 cm® pacTBopa CepHOl KHCJIOTH H Jajiee aHaJiH3 NPOBOASAT, KaK yKa-
3aHo B I. 3.3.1.

3.3.4. AtomHuylo aGcopbuuIo Kene3a  H3MEPSIOT NapalJlelbHO B
pacTBope mpodBl, KOHTPOJIBHOIO CHBITA, B PAacCTBOPE MJs HOCTPOEHHS
rpagyHpOBOYHOrO rpadHka H pacTBOpe CTaHAapTHOro obpasua npu
JJIMHE BOJHBI 248,4 HM B IIJ1TaMeHH BO3JyX—alleTHJEH.

I'papynpoBouHbIfl rpa¢uK CTPOAT NO pe3yJbTaTaM, MOJYUYEHHbIM
nocje BHIYHTAHHS 3HAYEeHHS aGCOPOLMH pPacTBOpa, HE COJAepIKallero
CTaHAaPTHOrO PacTBOpa KeJe3a, H3 3HaueHHuii abcopOuHit pPacTBOPOB,
CORepxKALIUX CTaHAAPTHBIA PacTBOP, H COOTBETCTBYIOLIEMY HM COZEp-
XKaHHIO KeJesa.

ITocne BhlYMTaHHS 3HaueHust a6COPOUHH pacTBOpPa  KOHTPOJBHOTO
ONbITa M3 3HAYeHHs aTOMHOH abcopbuvu pacTBopa mnpOOH HAXOAAT
KOHIIEHTPALHIO JeJjle3a B pacTBope npoGhl IO IpaiyHPOBOYHOMY rpa-
(GHKY HIH METOJOM CPaBHEHHsS MO CTAHAaPTHOMY 00pasiuy MeTaJlIH-
4YecKoro Xpoma, GJIH3KOMYy 1O COCTaBy K aHaJH3HpyeMoii mpobe ¥ npo-
BeJEHHOMY Yepe3 BeCb XOJ aHa/IHu3a.

34. O6paboTKka pe3ynbTaToOB

3.4.1. Maccosyio poaio xene3a (X) B npoueHTaX, ONpereNeHHYIO
10 rPailyHPOBOYHOMY rpadHKy, BHIUHCASIOT IO GopMyJie

<V 100,

m
rl€e ¢ — KOHUEHTPaUHus :Keje3a B pacTBOpe aHaJH3NPyeMOH NpoGHI,
HafileHHas o rpafyHpoBOYHOMY rpadHuky, r/cm?;

X=
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roCT 13020.8—85 Crp. 6

V — oObem pacTBopa mpober, cM3;
m — Macca HaBecKH, T.
3.4.2. MaccoBylo poaio xkese3a (X;) B IpOUEHTax, ONpeleseHHYIO
METOJOM CpaBHEHHS, BHUHCIAIOT N0 popMyne
_ C(D—Dy)
Xl_ Dl_'D2
rie C — MaccoBasi ol KeJe3a B craHAapTHoM oGpasue, %;
D —ontHueckas MJIOTHOCTh aHAJH3HPYEMOTrO pacTBOpa XpoMma Me-
TaJJIHYECKOrO;
D, — onrtuueckas MJIOTHOCTb pPaCTBOpa CTaHAAPTHOro obpasua;
D, — onTuueckast NJIOTHOCTh PAcTBOPAa KOHTPOJBHOTO OMBITA.
3.4.3. AGcomoTHHE HONMyCKaeMhble DACXOXJEHHS pe3yJbTaToB INa-
palVIeNIbHBIX ONpejieleHHH He JOJIXKHBI NpeBBIIaTh 3HAYEHHH, yKas3aH-
HHIX B TabJaune.
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