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FTOCYALAPCTBEHHBLIN CTAHAOAPT COl3A cCCP

XPOM METANINYECKM ro CT
MeTogbl onpefeneHHa xenesa I 3 0 2 O 8 = 8 5
Metallic chrome.
Methods !or determination ol iron [CT C3B 4507—84]
B3ameH

OKCTY 0809 FOCT 0020.8—75

MocraHoBneHnem rocypapcrBeHHoro komuteta  CCCP no craHgaptam oT 20 mae
1985 r. Ne 1411 cpok AeicTBMS ycTaHOBNEH
¢ 01.07.86

Ao 01.07.96

Hecob6togeHre craHgapTa npecnegyercs no 3akoHy

HacToswuiA ctaHgapT ycTaHaBiMBaeT POTOMETPUYECKUIA N aTOMHO-
abCOpOLMOHHDBIA METOAbl ONpeaeneHns xenesa B MeTa//IM4ECKOM XpOMe
(npn maccoBoii gone xenesa ot 0.3 40 1,5 %).

CraHgapT nonHoctbio cooTBetcTByeT CT COB 4507—84

® 1. OBLUME TPEBEOBAHWNA

lele O6wme TpeboBaHMs K MeTogam aHanusa- no [OCT
13020.0-75.

1.2. NabopatopHas npoba fo/mkHa  6bITb NPUIOTOB/IEHA O BUfE
CTPY>XKN TONLWMHOW He 6onee 0.5 mm no FOCT 23916—79.

2. ®OTOMETPUYECKNA METOS

2.1 CywHoCcTb MeTONa

MeTopf OCHOBaH Ha B3aMMOAENCTBUM >Kenesa C Cy/boCcanHLHI0BO
kucnoton npu pH 8—MW,5 ¢ obpa3oBaHMeM KOMMeKca XeNnToro LBeTa
M U3MepPeHUM OMTUYECKOWN MNIOTHOCTM OKPalLeHHOro pacTBopa Ha Crek-
TPOPOTOMETPE MpU ANMHE BOMHbI 420 HM UM Ha (OTO3NEKTPOKOIOPU-
MeTpe B 061acTu ceetonponyckaHus ot 400 fo 450 Hwm.

XKeneso oT xpoma OTAENAT aMMMWAaKOM, NPefBapuUTesIbHO OKUCIN»
XPOM HafCepPHOKWC/LIM aMMOHWEM [0 LLIECTUBANEHTHOIO COCTOAHMA.

22. AnnapaTtypa, peakTuUBbl W pacTBOpbI

CnekTpodoToMeTp WA POTOINEKTPOKONOPHMCTP.

M3paHne odmumansHoe Mepenevatka BocnpeLeHa
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Kucnota consiHaa no FOCT 3118—77 H pas6aBneHHasa 1:1, 1:100.

Kucnota a3oTHas no FOCT 4461—77.

Kucnota cepHasi mo MOCT 4204 -77, pa3baBneHHas 1:4.

AwmMuak BoaHbIn no TOCT 3760—79.

BpOMTHMONOBLIN cHMIA. 0,1 %-HbIi CMIMPTOBOI PacTBOp.

AMMOHWA HapcepHokucblil no TOCT 20478—75, 25 %-Hblil cBe-
XXEMPUIOTOBNEHHbIA PacTBop.

Kucnota cynbthocanHuHnosas no FOCT 4478—78, 20 %-Hblli pacT-
BOp.

Cepebpo asoTHokucnoe no MOCT 1277—75, 0,25 %-Hblid pacTBop.
AMMOHWA cepHokucnblii no FTOCT 3769—78, 1 %-Hblii pacTBop.
MpomMbIBHaA XWAKOCTL: K 1 AM3 pacTBopa CEpPHOKMCNOro amMMOHUA
npuanMBaKT 2 CM3 ammuaKa.

ANIOMUHWI METaNNNYECKMIA.

AntoMyHWIA xnopucTblid, 0,1 %-HbliA pacTBOP MO &llOMUHUIO: HaBec-
Ky anomuHus Mmaccoii 0,5 r pactBopstoT mpu HarpeBaHun B 100 cm3
CONAHON Kmcnotbl (1:1). Mocne pacTBOPeHWS HaBECKW PacTBOP MepeHo-
CAT B MepHyH Koniby BmecTumocTbio 500 cM3 fgonvBaloT  BOAOMA A0
METKMN 1 MepemeLLmnBatoT.

Xene3o kapboHMILHOE.

CTaHfapTHble pacTBOpPbI Xenesa:

pactBop A: 0,5000 r Kap60OHWNLHOMO Xene3a pacTBopstoT B 20 cM5
consHoii kucnoTbl (1:1), OKMCNAT a30THOW KUCMOTOM, pacTBOp nepe-
BOAAT B MEPHYI0 Konby BMecTUMOCTbI0 500 CM3, oxnaxaatoT, 40NMBalOT
BOZJOM 1O METKW W NepeMeLLmnBatoT.

MaccoBas KOHLEHTpauus enesa B pactsope A pasHa 0,001 r/cm3;

pacTBop b: 20 cm3 cTaHAapTHOrO pacTeopa A pa36aBnsiT BOAOW B
MepHoin Konbe BMecTMOCTbIO 200 CM3 1 NMepeMeLLVBatoT.

MaccoBas KOHLUeHTpaums >enesa B pactsope b pasHa 0,0001 r/cm3

23. lpoBepeHne aHanunsa

2.3.1. Hasecky npo6bl maccoii 0,25 r nomeLlatoT B K06y BMeCTU-
MocTbo 500 cm3 npunmBatoT 50 cM3 pa3baBfeHHON CEpHOW  KUCMOTbI
W pacTBOPAIOT NpU HarpesaHuun. locne pacTBOPeHWs HaBecKW K pac-
TBOpY [f06aBnst0T 1—2 cm3 a30THOW kucnoTel, 10 cm3 pacTBopa X/o-
pUCTOro anloMMHUA MpKU MaccoBoi gone xenesa go 0,5 % n 3—5 cm3
— npy MaccoBoii gone >xenesa cabiwe 0,5 % u BbiNapuBaloT L0 NOSB-
NeHUst NapoB CepHOl KUCMOTbI. 3aTeM COLEePXKMMOe KONbbl 0XNaxaaroT,
npunueatoT 200 cM3 BOAbI W HArpeBatoT [0 PaCTBOPEHWA CepPHOKMUCIbIX
conein xpoma. K ropsuyemy pacTBOpy OCTOPOXHO  mpuauBatoT 10 cv*
pacTBopa a3oTHOKMcnoro cepebpa, 50 cm3 pacTBopa HafCepHOKUCIOro
aMMOHMA Y KANATAT 40 MONHOTO Pa3foXeHNA NocnefHero

Mocne atoro pactsop oxnaxpgatroT Ao 40- 50 °C 1 ocaxfalT Xe-
Nne30 aMMMakom [0 MOsABAeHMS 3anaxa ammuaka. [onyckaeTcs ocax-
[ieHne NpoBOAWTL MO 6POMTVMMOMOAOMY CUHEMY WHAMKATOpY L0 Mepe-
X0[ja OKpacku pacTBopa B CUHE-3eNeHblIli LiBeT.
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PacTBOp HarpesaroT [0 Koarynsuum ocagka v yepes 3—5 MUH oca-
[OK TMAPOOKNUCE METanoB OT(UNLTPOBLIBAOT HAa PUALTP  CpeaHeit
nnoTHoctu. Ocafok npombiBatoT  10—12 pa3 ropsyeidi  MPOMbIBHOW
XNOKOCTBIO [0 MONy4YeHUs 6GecLBeTHbIX MPOMbIBHLIX BOA, 3aTeM pacT-
BOPAIOT Ha (unbTpe B 20 cM3 pacTBOpa ropsyeil CONSHON  KUCIOTbI
<1:1 > npnbaBnss ee B 2—3 nprema M cobupas pacTBop B Konby, rge
NMPOBOAWIOCE OCAXAEHWE TUAPOOKUCK Xefie3a. PuibTp  MPOMbIBAIOT
6—38 pa3 ropsueii consHoi kucnotoii (1:100).

PacTBop nepeBOAAT B MepHyt Konby BmecTMmocTbio 100 cm3, fgo-
NIMBAKOT HOLOW LO METKW W MepeMeluvBatoT. ANMKBOTHYHO 4acTb pacT-
Bopa. paBHyt0 10 cM3 MOMELAlT B MepHYH Konby  BMeCTUMOCTbLIO
100 cm3, npunmeatoT 40 cm3 Bogbl, 20 cM3 pacTBopa  Cy/boCanuLH-
NOBOM KWCMOTbI, NepeMelLnBatoT, AobasnstoT 10 cM3 aMMMaka M CHOBa
nepemeLunBatoT. ocne 3TOro pacTBoOp AOAMBAIOT  BOAOW A0 METKW,
nepeveLvBaloT U yvepe3 10 MAH U3MEPSIOT €ro ONTUYECKYH MNNOTHOCTb
Ha cnekTpothoTOMeTpe Npu ANuHEe BOMHbI 420 HM WM Ha  (POTO3NEK-
TPOKONOPUMETPE B 061aCTW CBETONPONycKaHms oT 400 fo 450 Hwm.

B KauyecTBe pacTBOpa CpaBHEHWA MPUMEHAIOT BOZY.

Maccy Xenesa HaxofAT No rpasyvpoBOYHOMY rpaduky nocne Bbl-
YynTaHWs 3Ha4YeHUS OMTUYECKON MNOTHOCTM KOHTPO/BHOrO  OMbiTa U3
3HAYEHNA OMTUYECKOA MNOTHOCTM pacTBOpa Mpobbl MM METOAOM Cpas-
HEHWs MO CTaHAapTHbIM 06pasuam MeTanIMyeckoro Xpoma, 6/M3Kum
Nno CcoCTaBy K aHa/u3vpyeMoMy MeTa/IMyecKOMy XpOMY W MpOBefeH-
HbIM Yepe3 BCe CTaAMn aHanmsa.

2.3.2. TMocTpoeHue rpagynpoBOYHOro rpadmka

B cemb MepHbIX KON6 M3 BOCbMW BMECTMMOCTbIO Mo 100 cM3 Kax-
faa nomewarot Qb 1,0; 15 2,0; 2,5; 3,0 4,0 cM* cTaHAapTHOrO pacT-
Bopa b, uto cootserctByet 0,00005; 0,0001; 0,00015; 0,0002; 0,00025;
0,0003 © 0,0004 1 »xenesa.

Bo Bce konbbl npunusatoT 30 cm3 Bogbl, 20 cm5 pacTBopa cynbgo-
Ca/IHMHNOBOW KMCNOTbI, NepemellnBatoT, f06aBnsaoT 10 cM3 ammumaka,
CHOBa NepeMeLLMBatoT, NOC/e Yero pacTBOPbl BOAON A0OBOAAT A0 METKM,
nepeMeLinBaloT 1 yepes 10 MUH U3MepAOT MX ONTUYECKYHO M/IOTHOCTD,
Kax ykKasaHo B n. 2.3.1.

PacTBop BOCbMOI/ MepHOW KOb6bl, B KOTOPYH MOMELLEHbI BCE peak-
TMBbl. 33 WCK/NKOYEHWEeM CTaHZapTHOro pacTBopa, CNAYXWUT pacTBOPOM
CpaBHEHWS.

Mo Mony4YeHHbIM 3HAYEHUSM OMTUYECKOW MOTHOCTM PacTBOPOB W
COOTBETCTBYIOLLEMY UM COLEPXKaHWIO >Xene3a CTPOAT rpagyvipoBOYHbIN
rpagumk.

24, ObpaboTKka pe3ynbTaToB

24.1. MaccoByto gonto xenesa (X) B MpoueHTax, OnNpefefieHHYo
no rpagyvupoBOYHOMY rpagnky, BbIYUCASIOT MO Gopmyne

X « %1.100,
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FOCT 0020n—1S Crp. 4

rge m, —macca >xefiesa B aHaiM3MpyemMoM pacTBOpe, HaliaeHHas no
rpaflyvpoBOYHOMY rpadmky, r;
T —Macca HaBecKu, COOTBETCTBYHOLLASA a/IMKBOTHON 4acTW aHa-
N3MPYEMOro pacTBeopa, T.
2.4.2. MaccoByto fonito xenesa (Xj) B NpoueHTax, onpefenieHHyLo
METOZOM CPaBHEH WS, BbIYMCASAIOT MO Jopmyne
y c(P—PJ)
* b

=9, »

roe C —maccoBas [0N14 >Kenesa B CTaH4apTHOM o6pasue, %;

D —onTnyeckas NJOTHOCTb aHa/JIM3MPYEeMOro pacTBopa MeTanu-

YECKOro Xpoma;
—OnTnYecKas NJIOTHOCTb pacTBopa CTaHAapTHOro 06pasua;

£2— onTuyeckas NAOTHOCTb PacTBOpPa KOHTPOJLHOFO OMbITa.

2.4.3. ABCONMIOTHbIE JOMYCKaeMble PacXOXAeHMs  pe3ynbTaToB Ma-
pannesnbHbIX ONpPefeNieHni A He AOMKHbI MPeBbIllaTh 3HAYEHWA, yKa3aH-
HbIX B Tabnuue.

Mkconas anns xenes», *; N&rNAWUNB N .NYeKKMA.) pack>X*e«us. *
Or 0.30 go 0.50 -kwoY 0.03
G 05 » 10 > 0.05
» 1.0 » 1.5 > 0.06

3. ATOMHO-ABCOPBLIVIOHHBLI METOZ,

31 CyuwHoCTb MeTOja

.MeTog, ocHOBaH Ha pacnblieHMn pacTeBopa B Mnams BO3AyX—aLleTu-
NeH N N3MepeHnMn abcopoumm XKenesa Npu AAvHe BOMHbI 248,4 HM.

3.2. Annapatypa, peakKTUBbl H pacTBOPbLI

ATOMHO-a6CcOpOLMOHHBIV CNEKTPO(OTOMETP.

BannoH c aueTuneHom.

Kucnota cepHas no MOCT 4204—77, pa36aBneHHas 1:4.

Kucnota a3oTHaa Ho MOCT 4461—77.

Kucnota congHasa Ho TOCT 3116—77.

Xeneso kapboHUNbHOE.

XpOM 31eKTPONUTUHECKMIA.

CraHpapTHbIii pacTBop »ene3a: 0,4000 r kap6OHWMILHOTO Xenesa
pactBopsAtoT B 20 CM3 COMSAHON KUCNOTbI, OKUCASAKOT a30THOM KWUCNOTONA,
BbINapuBaloT A0 BAaXHbIX coneil. Conm pacTBopstoT B 20 cM1 consiHol
KWUCNOTbI, NepennBatoT B MEPHYHO KONby BMecTMMOCTbIO | AM3 fonnHa-
0T BOJON 40 METKMU U MepemeLLnBatoT.

MaccoBasi KOHLEeHTpaums xenesa B pactsope pasHa 0,0004 r/cm3
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3.3. MpoeepeHne aHanmsa

3.3.1. HaBecky npobbl maccoit 0,2 r noMeLLalT B KOHUYECKYH KON-
6y BmecTumocTbio 100 cm3 npunmBatoT 20 CM3 pacTBOpa CEpHON Kuc-
NIOTbl W HarpesaltOT A0 PacTBOpeHWs. 3aTeM Mo KanasgMm  MNpuavBaroT
a30THYI0 KWUCMOTY, JAIOT B U30LITOK eLle 2 cM3 1 BbiNapuneatoT A0 MoAB-
NEeHWs MapoB CEPHON KMCMOTbl. ocne OXNaxXaeHns CTeHKU Konbbl 06-
MbIBalOT He6oNbWMM  KONMYECTBOM BOAbl WM BHOBb BbIMapuBatoT A0
NosB/IEHNS MapoB CEPHO KucnoTbl. MpunveatoT 30 cM3 BoAbl W, Harpe-
Basi, PacTBOPSAIOT CONU, OXNAXKAAKT, MEepenuBaldT pacTBop B MepHYIO
Konby BmecTumocTbio 100 cM3, 4ONMMBAIOT BOAOWA A0 METKM W nepeme-
WKBatOT. PacTBOp (PUALTPYIOT Yepe3 Cyxoi (unbTp CpeaHeid NIOTHOC-
T B CyXyl0 K0nby, oT6pachkiBas nepeble Nopuum GunbTpaTa.

3.3.2. PacTBOp KOHTPO/ILHOrO OnbiTa rOTOBAT cornacHo n. 3.3.1 ¢
fo6asneHnem 0,2 T 3/1EKTPOANTUYECKOTO XpPOMa.

3.3.3. MocTpoeHve rpafyMpoBOYHOTO rpagmka

B cemb 13 BOCbMM KON6 BMeCTUMOCTHIO Mo 100 cm3 oToupatoT 1.0;
2,0; 3,0; 4.0; 5,0; 6,0 n 8,0 cm3 cTaHOApTHOrO pacTeopa Xenesa, 4To
cooTtBeTcTBYeT 0,0004; 0,0008; 0,0012; 0,0016; 0,0020; 0,0024 n
0,0032 r enesa.

B BocbMyH0 KONOYy CTaHAAPTHLIA pacTBOp Xenes3a He oT6mpaioT. Bo
BCE BOCEMb K0/16 [06aBNAKOT HO 0,2 I 3MEKTPONUTUYECKOrO XpoMma, Nno
20 cm3 pacTBOpa CEpHOI KUCNOTbl U fanee aHann3 NpoBoAsT, Kak yKa-
3aHo B n. 3.3.1.

3.3.4. ATomHyt0 abcopbumio Xenesa  M3MepAOT napannensHo a
pacTBope npo6bl, KOHTPO/MLHOIO OMbiTa, B PacTBOpe 415 MNOCTPOEHMSA
rpagyvpoBoyHoro rpaguka W pactsope ctaHgapTHoro  obpasua npu
[LNVHe BONHbI 248,4 HM B NiaMeHN BO3AYyX—aLleTUNeH.

[pafypoBOYHbIA rpauK CTPOAT MO pe3ynbTaTam,  MOMYYeHHbIM
noc/ne BblUMTaHMA 3HaYyeHUs abcopbuum pacTBopa, He COfAepXKallero
CTaHAapPTHOrO pacTBOpa >Xenesa, M3 3HayeHWin abcopbuuii  pacTBOpPOB,
COAepXKaLinx CTaHAapTHbIA pacTBOpP, ¥ COOTBETCTBYHLLEMY WM COAEp-
XaHWo Kenesa.

Mocne BbluMTaHMA 3HauYeHWs abcopbumm pacTBOpa  KOHTPO/ILHOIO
oMbiTa M3 3Ha4YeHUs aTOMHOW abcopbuum pacTBOpa NPobbl HAXOAAT
KOHLIEHTpaumio Xenesa B pacTBOpe Npobbl MO rpagyvpoBOYHOMY rpa-
(PUKY WIN METOLOM CPaBHEHWA MO CTaH4apTHOMY obpasuy MeTaniu-
4ecKoro xpoma, 6/IM3KOMy HO COCTaBy K aHanM3upyemoii npobe v npo-
BeleHHOMY Yepe3 BeCb X0f aHanu3a.

34. ObpaboTka pe3ynbTaToB

3.4.1. Maccosyto fonto >xenesa (X) B MpoueHTax, OMNpefefieHHY
Mo rpafyvMpoBOYHOMY rpaduKy, BbIYMCAAIOT NO Gopmyne

XAM-ix-.100,

rae ¢ — KOHLEHTpauWs >kenesa B pacTBOpe aHann3upyemoii npo6bl,
HallfjeHHas No rpagyvnpoBOYHOMY rpadiuky, r/cm3;
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V —o06bem pacTBopa npobbl, cv™;
T — Macca HaBecKw, T.
3.4.2. MaccoByto fonto xenesa (X,) B MpoUeHTax, onpeaeneHHyo
METOJ0M CpPaBHEHWS, BbIYMCAAKOT MO (HOPMYyne
v _ C(D—Dt)
n- i~oy -
rae C — maccoBas 0N XXenesa B CTaH4apTHOM o6pasue, %;
D —onTtuyeckas NAOTHOCTb aHaN3MPYEMOro pacTeBopa Xpoma me-
TaNINYECKoro;
Z),—OnTU4yecKas NaoTHOCTb pacTBopa CTaHAapTHOro o6pasua;
02— onTu4yeckasa MIOTHOCTb PacTBoOpa KOHTPOJILHOIO OMbITa.
3.4.3. AOGCOMOTHblE A0NYyCKaeMble pacXoXXAeHWUs pesynbTaToB Ma-
pasfeNbHbIX OMNpefeneHnii HC [O/MKHbI MPEeBbILLAaTb 3HAYEHWI, yKa3aH-
HbIX B Tabnuue.
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