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Metallic chrome.

Method for determination of antimony {CT C3B 4510—84)
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Mocranosneunem TocypapcraenHoro komutrera CCCP no craupapram or 20 mas
1985 r. N2 1413 cpoK ReMCTBMA yCTaHOBNEH
¢ 01.07.86

Ao 01.07.96

HecaoGnopenue craupapra npecnegyercd N0 3aKoHY

Hacrosimuii craHzapT ycTaHaBJHBaeT IKCTPAKIHOHHO-(DOTOMETpH-
YeCKHii MeTOZ ompeleseHHs CypPbMbl B MeTaJ/IMYECKOM  XpoMe (IIpH
Maccosoii goae cypsMu or 0,0002 o 0,01 %).

Metoj OCHOBAaH Ha 3KCTPAaKIMH  OKPAlIEHHOTO B 3€jieHHIfi IBET
KOMIJIEKCHOTO COefMHEHHsI TIeKCaXJOpaHTHMOHATa ¢ OpHJHAHTOBHIM
seneHHIM, ONTHUECKYI0 MJOTHOCTH PACTBOpA H3MEPSOT HA CHEKTPO-
doTomerpe npu aauHe BoAHBL 640 HM HIM HOTO3/JEKTPOKOJOPHMETPE B
obsactu ceeronponyckanusi 590—670 um.

Craupgapt nosanocteio coorBerctByer CT COB 4510—84.

1. OBLLME TPEBOBAHMS

1.1. O6wue TpeboBaHHs K MeTony aHaausa — no TI'OCT
13020.0—75.

1.2, JlabopaTtopHast npoGa foJ:KHa OBITb IPHTOTOBJIEHA B BHJE
CTPYKKH ToJIKHON He Gosee 0,5 Mm no I'OCT 23916—79.

2. ATIMAPATYPA, PEAKTUBbLI M PACTBOPLI

CrieKTpopOTOMETp HIH HOTOSTEKTPOKOJIOPHMETD

Kucnora ceprast no F'OCT 14262—78 uau no T'OCT 4204—77 u
pasbaBnennas 1:4.

Kucnora consinast mo TOCT 14261—77 uau no 'OCT 3118—77 u
pas6asaennas 1:1.

M3ganne opuumansHoe Nepeneuarka socnpeuieHa
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Cnupr aTus0BH pekTuduKoBanubit no IOCT 5962—67.

BpuannantoBuift 3enensifi, 0,5 % -Hblli BOZHO-CIIUPTOBOA pPacTBOp:
0,5 r peaktuBa pactBopsaioT B 100 ¢cM® BOAHO-CIIHPTOBOH CMECH B COOT-
HouleHuy 3:1.

MoueBuna no 'OCT 669171, nachimenusiii pactsop: 100 r Moue-
BHHBL pacTBopsioT B 100 cM® ropsiuefi BOAB U OXJaXKJAI0T.

HaTtpuit asotucroxkucasiit no F'OCT 4197—74, 10 %-Hbli pacTBop.

Toayoa no T'OCT 5789—78.

OxaoBo psyxxaopucroe mo I'OCT 36—78, 20 %-nufi pactBOp B
cosisiHOH KucaoTe, pasbaBaennon 1:1.

CypbMa MeTaajuyecKas.

CraHzapTHbIE PacTBOPHl CYPbMBI:

pactBop A: 0,0500 r MerasJH4YecKOH CypbMBI DPacTBOPSIOT, Harpe-
Basi, B 25 cm® cepHOM KHCJIOTH H oxJaxpaioT. Ilpuansaior 125 cm®
pa36aBJIeHHO} CEPHOM KHCJOTEL. PacTBOp OXJaXKaloT, MEePEeHOCAT B
MEPHYIO Ko0J16y BMecTHMOCTbI0 500 cM3, AoIMBalOT BOAOH 10 METKH H
epeMelIuBaIoT.

MaccoBast  KOHIEHTpauus CypbMHL B pacTBope A paBHa
0,0001 r/cm®,

pacteop B: 50 c¢M3 cTangapTHOTO pacTBOpa A NepeHOCAT B MEPHYIO
KoJiGy BMecTuMocTbio 500 cm®, nmpuausalor 20 cM® CepHOl  KHCJIOTHI,
0XJ1aXKAal0T, ROJNHBAIOT BOAOH 0 METKH M IlepeMellinBaloT.

PacTBop roTOBAT Hepes NPAMEHEHHEM.

MaccoBas KOHUEHTpauust cypbMbl B pactBope B paBHa
0,00001 r/cm3;

pactBop B: 20 cm3 cranpapTHOrO pacTBopa b mepeHocsT B MepHYIO
Koa6y BMecTHMOCTbi0 100 cM®, ROMHBAIOT A0 METKH BOHOH H mepeMe-
LIXBAIOT. PacTBOp roTOBAT nepen NpUMEHEHHEM,

MaccoBasi  KOHUEeHTpauust CypbMH B  pactsope B paBnua
0,800002 r/cwm?.

3. NPOBEREHHE AHAJNM3A

3.1. HaBecky npobel Macco#, onpene/]eHHol B 3aBUCHMOCTH OT Mac-
COBOfi KOJH CYPbMHl IO TaGu. 1, MOMellaloT B CTaKaH  BMECTHMOCTbIO
250 cm®, mpuauBaioT 20 cm3 pa3GaBiIeHHON CepHOH KHCJIOTH, PacTBO-
pAIOT, c1ab0 HarpeBasi, H BHIMAPUBAIOT PACTBOP [0 Hauasa BBLAEIEHHS
NapoB CepHOH KHUCJIOTH, 3aTeM OXJIaXKAAI0T.

Ta6nuua 1

MaccoBag ROAK CYpbMH, % Macca naseckn npofm,

Or 00002 mo 0,02 BkJOW. 1,0
Cs. 0,002 » (0 » 0,5
» 005 » 001 > 0,25
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Coau pacteopsior, HarpeBasi, B 10 cM® pasb6aBieHHOH  CONSTHOH
KHCJIOTH. PacTBOp OXJIaXKA2IOT H NI€PEHOCST B AEJHTe/bHYIO BODOHKY
npu nomoin 10 cm3 pasGaBieHHOH COJISHOH KHCJIOTHL — [IpuauBaioT
1 cM3 pacTBOpa ABYXXJOPHCTOTO 0JI0Ba, 2 CM® pacTBOpa a30THCTOKHC-
JIOTO HATpHUs M, TIEPHOJHMYECKH MepeMelIHBas, OCTaBJAIOT Ha 5 MHuH.
Hocae atoro no6asasiior 1 cm® pacrBopa MoueBHHH, 70—80 cm?
BoJrl, 0,5 cM3 pacTBOpa GpHUJJIHAHTOBOrO 3€J€HOro, BCTPSAXHBAIOT HeC-
KOJbKO pas, nobaBasioT 20 cM? Toayosa H BHOBb BCTPSIXHBAIOT B Teye-
HHe | MHH.

TonyoabHOMY M BOAHOMY CJOSIM JZAlOT PacCJOHTLCS, BOAHBI CJIOH
CJNBAIOT, 4 TONYOJbHBI OT(QUILTPOBHIBAIOT B KIOBETY W M3MEPSIOT OIl-
THYECKYIO IJIOTHOCTb pacTBOpa Ha CHeKTpodoToOMeTpe IpPH AJHHE BOJ-
Hel 640 HM WJIH (OTO3JEKTPOKOJOpHMETPe B 06/1aCTH CBETONPOIYyCKa-
Hust 590—670 uM. B KauecTBe pacTBOpa CpaBHEHHMS] HCIOJB3YIOT TO-
Jayosn

Maccy cyppMBl HaxXoAST IO FPaAyHpOBOYHOMY rpaduky nociae Bbl-
YUTAaHUs 3HAUEHHS] ONTHYECKOH NJOTHOCTH PacTBOpa  KOHTPOJBLHOIO
ONKITA M3 3HAUeHHS ONTHYECKOH NJIOTHOCTH PacTBOPa MpoOBl HJIH Me-
TOJOM CpaBHEHHs IO CTaHZAPTHHIM O6pasllaM MeTaJlIHYeCKOro Xpoma,
6JIH3KHM MO COCTaBY K aHAJU3HPYeMOMY MeTaJJHYeCKOMY XpoMy H
IPOBEJEHHBIM Yepe3 Bce CTAANH aHaau3a.

3.2. MlocTpoeHne rpagyHpoBoYHOTrO rpaduka

B ceMb cTrakaHoB H3 BocbMu momemaiot 1,0; 3,0; 5,0; 7,0; 9,0; 11,0
n 13,0 cm® cragmapraoro pactBopa B, uro coorerctyer  0,000002;
0,000006; 0,00001; 0,000014; 0,000018; 0,000022 u 0,000026 r cypbMHI.
Bo Bce crakanbl mpuauBatoT 20 cM® pasbaBiedHOl CepHON KHCJIOTH H
JaJjlee aHaJH3 BeAyT, KAK yKa3aHo B IL. 3.1.

PacTtBop BOCBMOro crakaHa, B KOTOpBIl He n06aBJAIOT CTaHAApT-
HEI}{ pacTBOp B, cayKHT Aas IpOBeleHHS KOHTPOJbLHOrO ONBITA HA CO-
JlepxKaHHe CYPbMBl B DEaKTHBAX.

ITo nonyyeHHBIM 3HaUE€HHAM OINTHUECKOH IJIOTHOCTH PacTBOPOB H
COOTBETCTBYIOLIEMY MM COJEPXKAHHIO CYPbMBI CTPOSIT IpajyHPOBOYHLIH
rpaduxk.

4. OBPABOTKA PE3Y/IbTATOB

4.1. MaccoBy1o foqio cypbMH (X ) B IpOlLEHTaX, ONpeJeseHHY0 Me-
TOJOM TpaAyHPOBOYHOIO rpadHKa, BHIYHCASIOT MO (OpMyJe

="71.100,
m

rge m;—Macca CypbMbl B aHaJH3HDYeMOM pacTBOpe, HaHJBHHAaA 1o
rpaAyHdpoBOYHOMY rpaduky, r;
m — Macca HaBecKH, T.
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4.2. MaccoByo 10410 CypbMH (X;) B IpOLEHTaX, oONpele]eHHYIO

METOI0M CPaBHEHHS, BHYHCJAAIOT 1O GopmyJie
C(D—Dy,)
)(1= —Dr"'D_a_ v

rae C— MaccoBas JoJs CypbMBl B cTauzapTHom o6pasue, %;

D — onrtHyeckas MJIOTHOCTh aHaJH3HPYyeMOTO pacTBOpa MeTal-

JINYECKOT0 XpOMa;

Dy — onTHYeCKas IJIOTHOCTb PacTBOPA KOHTPOJBLHOTO OMHITA;

D, — ontnueckas IJOTHOCTb pAacTBOpPa CTaHAapTHoro obpasua.

4.3. AGcoaioTHEIE g0NMycKaeMble pacXoXXAeHUs! pe3y/bTATOB Iapas-
JEeNbHBIX ONpeResNeHUult He ROJIKHH NpeBHINATh 3HAYCHUH, YKA3AHHHX
B TabJ1. 2.

Ta6auna 2

Maccosas 2045 CYPbMB, % AGcom0THBE A0NyCKaeMble PacXOmAeHAd, %

Or 0,0002 no 0,({05 BKIOu. 0,03C2
Ce. 0,00056 » 0,0010 » 0,004
» 0,001 » 0,002 » 0,001
» 0,002 » 0,005 » 0,002
» 0,005 » C01I0 » 0,003
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