pynna B59

M E X T OCUY OAPCTUBEHHBb ® CTAHAOAPT
CYPbMA
MeToab! ONpegeneHus xenesa rocrt
1367.2-83
Antimony. B3ameH

Methods lor the determination of iron FOCT 1367.2-76

OKCTY 1709

1loclaHoBneHHeM [focygapcTBeHHOro kommTteta CCCP no ctaHgaptam oT 16 gekabps 1983 r. Jle 6012 paTa BBEfeHWA
yCTaHOB/EHa 01.01.85

OrpaHunyeHne CpoKa AeiicTBMS CHATO Mo mpoTokony \e 4—93 MexrocyfapcTBeHHoro CoBeTa MO CTaHAApTLIaHHU.
meTponorun un ceptudukauun (MY C 4—94)

HacToswwii cTaHgapT ycTaHaBAnBaeT POTOMETPUYECKNIA M aTOMHO-a6COPOLMOHHBIA MeToabl onpe-
feneHus xenesa ot 0,008 go 0,15 % B cypbMe .Mapok CyOO, CyO, Cyl u Cy2.
(M3meHeHHasa pegakums, W3m. No 1).

I. OBWWME TPEBOBAHWNA
1.1. O6wwme TpeboBaHMA K MeTogam aHanmsa n TpeboaHmsa 6esonacHoct —no FOCT 1367.0—83.
2. ®OTOMETPUYECKUI METO/[

MeTog 0CHOBaH Ha 06pa3oBaHMM OpPaHXXeBO-KPaCHOro KOMMNEKCHOr0 COeJMHEHUS O-DeHAHTPONINHA
C HOHamu [ABYXBaNneHTHOro >enesa npu pH 2—9 1 (HOTOMETPHPOBAHMM MONYYEHHOrO KOMIMJIeKca npu
AnnHe BOMHbI 510 HM.

21. AnnapaTtypa, peakKTWUBbLl W pacTBOPHI

CnekTpodoTomMeTp NAK (OTOINEKTPOKONOPUMETP 060ro Tuna ATS U3MepeHns B BUAMMON o6nactu
cnekTpa.

MeH3ypku no FOCT 1770—74 smecTumocTbto 50, 100 n 250 cm3

Kon6bl mepHble no FTOCT 1770—74 BmecTtumocTbio 100 cm’ 1 1am3.

Kon6bl cTeknsaHHble nabopatopHblie no MOCT 25336—82 BmecTmocTbio 100 cmM3

CTakaHbl CTeKNAHHble nabopaTopHble No TOCT 25336—82 BmecTumocTbio 100 cm3.

MuneTtkn ¢ geneHnamun no HTA smectumoctbio 1, 2 m 10 cml

Kucnota cananas no FOCT 3118—77.

Kucnota BuHHas no FOCT 5817—77, pacTBop ¢ MaccoBoi goneii 25 %.

Bogopoga nepekuce no NMOCT 10929—76.

FnapokcunamuH ruapoxnopus no FOCT 5456—79. pacTBop ¢ maccoBoi fanein 10 %, cBexenpuro-
TOBJIEHHBIA.

Hatpuii ykcycHokucnblih no FTOCT 199—78, pactBop ¢ maccoBoi foneit 50 % O-¢eHaHTpPONMH
CONSAHOKWCAbIW, pacTBOp C MaccoBoii foneit 0.5 %, CBEXXEMPUTOTOBAEHHbIN.

XKeneso metannnyeckoe, BOCCTaHOB/IeHHOe Bogopogom, no FOCT 9849—386.

PacTBop >Kenesa, CTaHAapTHbIA: HaBecKy >enes3a, BOCCTAHOB/IEHHOro BOAOPOAOM, Maccoi 0,1 r
NMoMeLlalT B cTakaH BMeCTMMOCTblo 100 cm3 npunmeatoT 10 cM5 CONAHOM KUCNOTbI U PacTBOPSOT Mpu
HarpeBaHuu ¢ fo6aBneHnem nepekucn Bogopoga. Mocne pacTBopeHus npunusatoT 20—30 cM3 BoAbI,
KUNATAT, OXNAXA4A0T, NepPeiMBalT B MEPHYHO KOGy BMeCTUMOCTbIO 14M3, [0NMBAIOT 4O METKM BOAON U
nepeMeLLnBaoT.

lcm' pactBopa cogepxuT 0.1 Mr xxenesa.

(U3meHeHHas pepakuusa, Msm. Ne 1).

M3paHve oduumanbHoe MepeneyaTka BocnpeLLeHa

M3paHue ¢ MiameHeHnem Ne /. yTBep>KAeHHbIM B MapTe 1989r. (MY C 6—89).
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22. MNpoBefjeHne aHanusa

2.2.1. Hasecky cypbMbl Maccoii 0.5 r mapok CyOO. CyO wwu maccoit 0,1 r mapok Cyl, Cy2 nomewiatoT B
CTakaH VMMM B LUIMPOKOTOP/YH KOHUYECKYHO KON6y BMecTUMOCTbio 100 cM3 mpunuBatoT 5cM’ CONAHOM KUCNOThI
W pacTBOPSAIOT MpW HarpeBaHUW W NOMeLUMBaHUWM € fo6GaBneHMEM MO KanmasMm nepekucu Bogopoga. Mocne
pacTBOPEHMS HaBECKM COAepPXMMOe Konb ynapmearT A0 1—2 cM5 npuameatoT 5 cM-' BUHHOW KucnoTsbl, 10 cm5
BOAbl, HaKpbIBAlOT YACOBbIM CTEK/IOM U KUNATAT B TeyeHne 1 muH. 3atem gobasnstoT 10 cm' rugpoxnopuia
rMApoKCUNaMUHa, HeMTPanu3ytoT pacTBOPOM YKCYCHOKMCNOro Hatpus go pH 3—3,5 (npu atom pacxopyetcs
NpMMepHO 7—8 CM' pacTBOpa YKCYCHOKMCOro Hatpus). MpunnsatoT 2 cM5 130bITKa YKCYCHOKMCNOMO HaTpus,
10—20 cm' Bogbl, 10 cM' O-(heHAHTPONUHA U NepennBaloT PacTBOP B MEPHY Konby BMecTUMocTbio 100 cm3,
[onvBas BoaoW Ao MeTku. MocTe fo6aBneHNs KaxX4oro peakTea pacTBOp NepeMeLLyBatoT.

Yepes 30 MUH M3MEPSAIOT ONTUYECKYH MIOTHOCTbL pacTtsopa npw AavHe BOAHbI 510 HM. B KioBeTe
AAVHOW 20 MM. PacTBOPOM CpaBHEHWSA CAYXUT pacTBOP KOHTPO/MbLHOrO onbiTa. Maccy xefesa B pacTBope

Npo6bl YCTaHABAMBAOT MO rPagyMpPoBOYHOMY TpaduKy.

2.2.2. TlocTpoeHue rpafyMpoBOYHOrO rpa’luka
B BoCeEMb 13 AEBATM MepHbIX Kon6 BMecTumMocTblo 100 cm5 npunmnatot 0,2; 0,4; 0,6; 0,8; 1.0; 1.2;

1,4; 1,6 cm3 cTaHfapTHOro pacrtsopa, yto coorsetcteyet 0.02; 0.04; 0,06; 0.08; 0.10; 0,12; 0,14; 0.16 mr
Xenesa. [leBatas konba CAYXWUT NS NPOBELEHUA KOHTPONBLHOro onbiTa. CTEHKM KONG omonackusawooT
npu6nnsuTensHo 10 cm5BOAbI, NpUAMBalOT 5 cM' BUHHOK KucnoTel. 10 cmM3 rugpoxnopuaa rugpokcuna-
MUWHa W fJanee MocTynalT Kak ykasaHo B n. 2.2.1.

Mo HalifjeHHbIM 3HAYEeHWAM ONTUYECKUX MIOTHOCTEW W COOTBETCTBYIOLLMM UM MacCOBbIM LONSM
)Xenesa CTPOST rpagyvpoBOYHbIN rpaguK.

23. O6paboTKka pe3ynbTaTos

2.3.1. Maccosyto fonto xenesa (A) B NpoLeHTax BbIYMCASKOT No hopmyne

o g 0
= T 7m0
rfge /n, —wmacca xenesa B pacTBOpe aHanu3upyemoli Npo6bl, HaliAeHHas No rpafyvMpoBOYHOMY [patunKy, Mr,
T2-—mMacca HaBeCKMn CypbMbl, T.
2.3.2. Pa3HOCTb ABYX pe3y/nbTaTOB nNapannefibHbiX OMNpefeneHnid M pasHOCTb [ABYX pe3y/bTaToB
aHanm3a npu foBepuTenbHON BeposTHOCTM P = 0.95 He Ao/mkHa MpeBbiWaTh abCOMOTHOrO AONYCKaeMOoro

PacxoXeHns cXo0AUMOCTU 1 BOCMNPOM3BOAMMOCTHU, NPUBELEHHbIX B Tabn. 1
Tabnuya 1

AGCONITHO* gonyckaemoe pacxoxpeHue, %

MaccoHam flons >xenas. %

cxoAumMocTu soc lix»1 1804 MOCTIL

Or 0,008 g0 0.010 BK/tOY. 0.002 0.003
Cs. 0.010 * 0,020 . 0,003 0.004
* 0.020 * 0,040 ~ 0,005 0.006
. 0(M0 .0.100 . 0.010 0.012
= 010 » 015 = 0.02 0.03

(N3meHeHHas pegakuus, Mam. No 1).
2.3.3. MeTof npuMeHseTCsA MpPU Pa3HOrnacusax B OLEHKEe KayecTsa CypbMbl.

3. ATOMHO-ABCOPBLIMOHHbIN METO/,

MeToa OCHOBaH Ha M3MepPeHUU aTOMHOrO MOrNOLWEeHUA Xenesa Npu BBeAEHWW PacTBOPOB Npob u
pacTBOpPOB CpaBHEHUS B NiaMsa nNponaH—OyTaH—BO3A\IX UK aueTuneH—034yX.

3.1. AnnapaTtypa, peakKTWUBbl W pacTBOpPbHI

CnekTpodoTOMETP aTOMHO-abCOpPO6NHOHHbIN MepknH-3nmep 503 unm apyrov aHafOrUYHbIA aTOM-
HO-abCopPO6LUMOHHBIN CMEKTPOhOTOMETP.

[a3 nponaH-6yTaH —no FOCT 20448—90.

CTakaHbl cTeknaHHble nabopatopHble no TOCT 25336—82 BmecTumocTbio 50 n 100 cm3

Kon6bl cTeknsaHHble naéopatopHble no MOCT 25336—82 BmecTtumocTbio 100 cm5.
Kon6bl mepHble no FOCT 1770—74 BmectumocTtbio 25, 50 cm5u | gm3
MuneTtkn ¢ geneHnamu no HT/ smectumocTbio 1, 2 1 5 cm3.

Kucnota consHaa no NOCT 3118—77.
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Kucnota BuHHas no MOCT 5817—77, pacTBOp C MaccoBoii fonei 25 %.

Bogopoga nepekucs no NOCT 10929—76, pacTBop ¢ mMaccosoii gonein 30 %.

XKeneso metannuyeckoe, BOCCTaHOBMIeHHOe Bogopogom, no MOCT 9849—386.

PacTBOp Xenesa, CTaHAAPTHbIN: HABECKY >Xene3a, BOCCTAaHOBNEHHOr0 BOAOPOAOM, Maccoin 0,1 rnomeTa-
I0T B CTakaH BMecTumocTbio 100 cM3 npuameatoT 10 cM3CONSAHOM KACNOTbI U pacTBOPSIOT MPW HarpeBaHWm
fobasneHnem nepekncun Bogopoga. Mocne pactsopeHms npunmeatoT 20—30 cM3 BOAbI, KNMNATAT, OXNaXAALOT,
nepenvBatoT B MePHYHO KOOy BMECTUMOCTbIO | AM3, 4ONMBAIOT 4O METKM BOAOIA M MepemeLLmBatoT.

1cm3 pacTeopa cogepxumT 0,1 Mmr xenesa.

3.2, lMpoBefeHne aHanusa

3.2.1. Hasecky cypbMmbl Maccoi 0,25 r mapok CyOO, CyO wnm maccoii 0.1 r mapok Cyl, Cy2
nomewjaloT B cTakaH BmecTUmocTbto 50—100 cm3, npunmBaloT 5 cM3 CONAHOM KWUCAOTbI, MO Kannam,

nepemMeLivBas, f06aBNAT Nepekncb Bogopoaa. Mocne pacTBOPEHUA HaBeCKM MPUIMBAlOT 5 cM3 BUHHON
KucnoTbl, 5-10 cM5B0Abl 1 HArpeBatT [0 KUNEHMA. PacTBOp KUNATAT, OXNaXAaloT, NepenvnBaroT B MEPHYIO
Kon6y BMeCTUMOCTbI0 25 CM3, AONMBAIOT 0 METKM BOLOW W MepemMeLLnBatoT.

MonyYeHHbIV pacTBOP CypbMbl PACnbIAAKT B N1aMs U U3MepsatoT abcopoLMIo Npy A/IMHE BONHbI 248,3 HM.

OfHOBPEMEHHO MPOBOAAT [iBa KOHTPOJIbHBIX OMbITa CO BCEMU MPUMEHAEMbIMWU peakTuBaMu. Ycpes-
HEeHHOe 3HayeHune BeIMUMHbI abcopbumm pacTnopa KOHTPOILHOIO OMbITa BbIYUTAIOT M3 BE/IMYMHBLI abcopb-
U1K pacTtBopa npoobbl.

Maccy >xenesa B pacTBOpe aHanu3uMpyemoi npobbl ONpeaenstoT No rpagympoBOYHOMY rpaguky.

3.2.2. TlocTpoeHve rpasyvpoBOYHOrO rpauka

B MepHble Konbbl BMECTUMOCTbIO 25 cM3npuanearT nocnegosarensHo 0,2: 0.4: 0,6; 0.8; 1.0; 1.5cm3
CTaHAapTHOro pacTtropa >enesa, 4yto coorsetcTByeT 0,02; 0,04: 0.06; 0.08; 0.10; 0,15 mr xenesa. Cefbmas
KON6a CNYXMWT 4N8 NPOBeAEeHNS KOHTPOLHOIO onbiTa. Bo BCe K0N6bl NpuanBalT 5 cM3CONAHOW KUCNOThI,
5 CM3BMHHOI KUCNOTbI, NEPEBOAAT B MEPHYH K0nby BMECTUMOCTbIO 25 CM3, 40NNBAOT A0 METKWU BOLOW
1 rnepemeLLnBaoT.

KoHueHTpaLma >enesa B pacTBOpax CpaBHEHWS COOTBETCTBeHHO pasHa 0,8; 1,6; 2.4; 3,2; 4.0;
6,0 mr/gm3.

PacTBopbl CpaBHEHMS pacnbIIAOT B N1ams B NOPsALKe BO3pacTaHUA cofepxaHus xenesa. ViamepeHue
aHaNMTUYecKoro CHrHATa J1 4TA KaxAoro pactsopa CpaBHEHMs W pacTtnopa npo6bl MPOBOAAT NO TpM pasa

1 BbIYUCASKOT COOTBETCTBYIOLLME CPELHME apuIMeTUUECKMe 3HaUeHNUs 1 =y (J1, + JI2+ J1,) 4TS Kaxzoro

pactBopa. Mo cpeAHMM 3HayeHUAM 1 4T pacTBOPOB CPABHEHWSA CTPOST rpagyupoBOYHbINA rpatuk. Mo ocu
abcumce 0TKNafblBalOT KOHLEHTpaLMIo XXenesa, a No ocu opanHaT —abcopbumio.

33. O6bpaboTka pe3ynbTaTtos

3.3.1. Maccosyto gonto xesnesa (J1) B npoueHTax BbIYUCAAT MO opmyne

y_ ¢ Y-100
7- 1000~ 1000 '

rfe C — KOHLeHTpaLus Xenesa B pacTBOpe aHann3npyemoii Npobbl, HalijeHHas Mo rpagyupoBOYHOMY
rpagvky u no cpefHemMy 3HavyeHuto A, NosyyYeHHOMY Ana pacTBopa npobbl, Mr/gms3;
Y—o6bem pacTsopa aHanu3upyemoi npooébl, cm3;
T —Mmacca HaBeCKW CypbMbl, T.
3.3.2. Pa3HOCTb [ABYX pe3ynbTaTOB MNapannefibHbiX ONpeAeneHUiA M pasHOCTb [BYX pe3sy/bTaToB
aHanusa npu JoBepuTeNbHON BepoaTHOCTM P= 0.95 He Ao/mKHA NpeBblWwaTb a6CONOTHOMO 40MYCKaemMoro

pacxoXaeHns cXoAMMOCTU WM BOCNPOM3BOLM MOCTU, MPUBELEHHbLIX B Tabn. 2.
Ta6nuya 2

AGconioTHOe gonyckaemoe pacxoxpaeHnue. %
MaccoHaMm agons Xenesa, %

CXoaMOoCT nonnpoussogumoe™
Or 0.008 go 0,010 Bkntou. 0.003 0.004
Cs. 0.010 * 0.020 . (W H 0.006
* 0.020 » 0.040 » 0.006 0.007
* 0.n * 0,10 . 0.01 0.02
* 010 »0,15 0,02 0.03

(VUsmeHeHHas pepakuus, M3m. Ne 1).
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