YAK 665.26:546.19.06:006.354 fpynna B1%
TOCYRAPCTBEHHDBN®W CTAHRLOAPT COK3 A ccp

XPOM METANMYECKMA rocTt

MeTop onpeAenenus MbilubsKa I 3 0 2 0 -I 2—8 5r

Metallic chrome. (CT C3B 4511—84)

Method for determination of arsenic

B3ameH

OKCTY 0809 rocr 13020.12—75

Mocranosnennem locypapctBeHHoro komuteta CCCP no crawgapram ot 20 mas:
1985 r. N2 1413 cpok AeiCTBMS YCTaHOBNEH
' < 01.07.86-

Ao 01.07.96-

Hecobniogerne craHaapra npecneflyercs no 3aKouy

Hacroamuii cranaapT ycraHaBauBaeT GOTOMETPHUECKHA METOX OIl-
pelesenusl MBIIbAKA B MeTA/JIMYECKOM XpoMe (NpH MaccoBoOil poge
Mumisgka ot 0,002 no 0,012 9% ).

Mertox ocHOBaH Ha 06pPa30BaHHH MHIUILAKOBO-MOJHOAEHOBOH KHC-
JIOTHI H IIOCJIe/yollleM BOCCTAHOBJIEHHH €e B XJIOPKHCJIOH cpele CepHO-
KHCJIBIM THAPA3HHOM MM acKOpOMHOBOH KHCJOTOH IO KOMIIJIEKCHOTO
COeNHMHEHHUs, OKPAUIeHHOTO B CHHHUI IBeT. ONTHYECKYIO IJIOTHOCTb OK-
palIeHHOrO pacTBOpPa  M3MEpSIOT Ha CHeKTpodoTOMeTpe NPH AJIHHE
BOJIHH 840 HM HAM (POTO3NEKTPOKONOPHMETPE B 06JACTH  CBETONpO-
nyckasus oT 590 xo 900 um.

MuIUbAK NpeJBapUTEIBHO OTAENAIOT OT MEUIAIOUIHX 3JEMEHTOB 0T~

Y) | roHkoli B BuZe TPEXXIOPHCTOrO MHIIBSKA.
h‘\ Crannaprt noasoctsio cootBercTByer CT COB 4511—84,

% % 1. OBLUME TPEBOBAHUS

N 1.1. O6mue TpeGoBanuss K MeTony aHaausza—mo T'OCT
13020.0—75.
1.2, Jlabopatopuas npo6a [oJKHA GHITh MNPHIOTOBJAEHA B BHJAE
CTPYXKKH TONLIHHOH He Gosee 0,5 mm no T'OCT 23916—79.

"3Aal'll|e ocpnquanbuoe nepeneqarka BOCnpeleHa
* e
e

i
Ny i
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2. ATMNAPATYPA, PEAKTHBbI M PACTBOPAI

CrextpodoToMeTp H/IH POTOIEKTPOKOJIOPHMETP.

IIpubop mist orronkn Mmbimbska mo 'OCT 14204—69 wuam uHod
KOHCTPYKIHH,

Kucnora consnas no 'OCT 14261—77 uau no TOCT 3118—77 u
pasbaBienHas 1:2.

Kucnora cepras no 'OCT 14262—78 uau no [OCT 4204—77
pasbaBnerHas 1:1,

Kucnora asornas no F'OCT 11125—78 uau no TOCT 4461—77 u
pa3babiennas 2:3.

Kucnora xsopuas, 42 nan 57 % -ueiil pactsop.

Kannit 6pomucteiit mo F'OCT 4160—74.

CrupT 2THIOBLI, pekTHdHKOBaKHbIH 1o TOCT 5962—67.

Ammonuii MomubaenoBogucabli no TOCT 3765—78, nmpu Heo6X0mu-
MOCTH IIepeKPUCTA/VIN30BAHHBIH U3 CIHPTOBOrO pactBopa: 250 r Mo-
JIH6CHOBOKHC/IOTO aMMOHHs pacTBopsioT B 400 cM3 Bognl npu Harpe-
BaHuH 10 80 °C. PacTBop QHIBTPYIOT Yepe3 NJOTHBIH GUABLTP, OXJI4K-
A2wT, npaansaloT 300 cM® 3THIOBOrO CHHpTA, IEPEMELIHBAIOT H UYepes
I 4 ocaiok nmoa BakKyyMOM OT(HILTPOBHIBAICT. Ha (QUJILTD  CpeiHeH
NJOTHOCTH, HOMEUICHHBIH B BOPOHKY Dioxmepa. Ocajjok  NPOMBIBAIOT
2—3 pa3a STHAOBBIM CIHDPTOM H BEICYIUHBAIOT HA BO3AYXe.

Puppasun ceprorucipi no TOCT 5841—74 u 0,15 % -ubli cBexXe-
OPUFOTOBAGHHBIH PACTBOP.

Kucnora ackopbunonasi, 0,5 % -Hbllf CBeXeNpUrOTOBJEHHHIH pac-
TBOP. s
XnopHoMmoanb6aaTHAas cmech I: 5,0 r MoaH6AEHOBOKHCIOIO AMMOHHUA
pacteopsaoT B 100 cM® Boxsl npm HarpeBaHHH, NOCJE HEro OXJAaxAa-
10T. 3aTeM B CTakaH BMECTUMOCTBIO 1 AM3 mamBaitot 500 cm® BOJH, n0-
GasasioT 230 cM3 57 % -noro uau 312 cm® 42 % -Horo pacTBOpa XJOp-
HOH KHCJIOTHI H IePEMEIIHBAIOT.

IMocrenenHo, mepememxBas, BBOISAT pacTBOp Mo/aubaata aMMOHHS,
nepeJaHBalOT PacTBOP B MEPHYIO KOOy BMECTHMOCTbIO | (M3, HOJIHBAIOT
JI0 METKH BOZOH H IIepEMENIHBAIOT. :

Xaopromonubaatnass cMech II: 8,1 r MOMHGIEHOBOKKHCIOrO aMMO-~
HHSI PacTBODAIOT NPH HarpeBanuu B 250 cm® Bopn. B .crakan :Bmec-
TEMocThio 1 AM®  BamBaror 300 cm® Boam, mpuGamasior 345 cmd
57 Y%-noro miau 468 cM® 42 9%-HOro pacTBOpa  XJOPHOH KHCJIOTH H
nepeMellInBalOT, 3aTeM IOCTENEHHO, [lePeMelInBasl, BBOASAT OXAaK1€H~
Hblfi PacTBOp MOJNHOAAaTa AMMOHHSA, TIepPeHOCAT B MEDPHYIO KO0y BMec-
THMOCTbIO 1 M3, pa36aB/sAOT A0 METKH BOXOH H IE€PEMEUIHBAIOT.

Harpus ruapookucs no 'OCT 4328—77, 50 Y -uniit pactsop. Pac-
TBOD XPaHAT B NIOJIHITHIEHOBOH NOCY e,

Xnopuasi BoAa. Boxa, HachHieHHAsl XJIOPOM, TPHIOTOBJIEHHas He-
NOCPEACTBEHHO Nlepefi TPHMEHEHKEM, :

MpiubpaKa TpeXOKHCh.
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CranaapTHbe pacTBOPH MBIIIbAKA:

pactsop A: 0,1320 r TpexoKHCH MBbIlIbSKa pacTBOpsOT B 5 cm®
pacTBOpPa THAPOOKHCH HaTpus, pasbaBasioT Bomok ao 200 cm® u mpu-
GaB/isiOT pa3baBJeHHON CEPHON KHCJOTH [0 HEHTPAaAbHOH  peakuuH
no jagMycy. PacTBop rnepeauBalOT B MEPHYIO K0JOy  BMECTHMOCTbHIO
1 zm3, JOJMIMBAIOT [0 METKH BOJOH H IepeMelIHBaloT.

MaccoBasi  KOHIEHTpalliss  MBIlUbsika B pacTBope A paBHa
0,0001 r/cm3;

pactBop B: 10 cm® pactBopa A momeinaioT B MepHYI Konby BMec-
TumocThio 100 cM®, noaKBAalOT A0 METKHW BOAOH M IepeMelinBaloT.
PacTBop roToBAT mepel PHMEHEHHEM.

MaccoBasi KOHIEHTpallifi Mblulbfika B pactBope b pasHa
0,00001 r/cm®.

3. NPOBEREHUE AHANN3A

3.1. Hasecky mpo6u maccoft 1,0 © npu coaepKanuu MBILIbSKA 10
0,006 % u 0,5 r npu coaepxkanuu MbimbAKA cBHe 0,006 % momemiamoT
B JAMCTH/IJSNUOHHYIO K0J0y. B nmpobupKy-npHeMHHK HauauBaloT 10 cM?®
XJOPHOH BOAH, MOMEWAIOT B COCYJ €O JbAOM H cobuparor npubop. M3
KaleJbHOH BOPOHKH NpuauBaloT 40 cM® pa3GaBieHHOH COJNSAHON KHC-
JOTH H KUNSATAT COAEPKHMOe KOoAOH A0 PACTBOPEHUS HaBECKH.

[Tocne oxaaxkaenns pacTsopa B K040y M3 KaneJbHOH  BOPOHKH
NpHJAUBAIOT 15 cM® XJIOPHOH BOABI H OTTOHSIOT B NMPOGHPKY-NPUEMHHK
30 cm® gucTHAISATA.

3aTeM oxJaxKAalOT AUCTH/ISLUHOHHYIO KOOy, [epeHOCAT H3 Hee
pacTBOp H AHCTHAJAAT U3 NPOOGHDKH-NPHEMHHKA B CTaKaH  BMeECTH-
mocThio 200 cM3, onosackHBaIOT BCe YAaCTH amliapata BOJAOH M mpucoe-
JAHHSAIOT NPOMBIBHYIO XKHJIKOCTb K OCHOBHOMY pacTBOPY.

PactBop kunsitat B TeueHue 10 MMUH, HAKPHIB CTaKaH  YacOBBIM
CTEKJIOM, OXJaXKJal0T, ON0JaCKHBAIOT CTEKJIO H CTEHKH CTaKaHa BOAOH
H BHIIAPDHBAOT pacTBop IO obnema 10—15 cM? 6e3 kunsuenus. [Tocae
3TOr0 PACTBOP OXJAXKRAOT, MePEeHOCAT B AUCTHAJNAUMOHHYIO KOJOY
H ONOJNaCKHBAIOT CTeHKH cTakaHa 20 cm® coasano#f kucaore. K pacrt-
sopy npubasasiior 0,5 r 6pomucroro Kaaus, 0,2 r CepHOKHC/IOTO THA-
PasvHa H NPHCOEAHHAIOT K Koabe meperoHHelii anmnapat. B npobupky-
TIPHEeMHHK, OXJIaXKAaeMmMy JbAOM, NpeABapHTeJpHO HajuBawooT 10 cm3
Boasl. OTroHKy BelyT JO TexX mop, noKa o6weM pacTsopa B Kosbe He
CTaHeT paBHBIM 3—5 cM?.

JLHCTUANAT nepeHOCHST B cTaKaH BMecTuMocTbio 200 cm3. CreHku
NpHEeMHKKa ONOJNacKHBalOT 15 cM® pa3baBJsieHHOHi a30THOM KHCJOTHI.
HeGonblHM KOJAHYECTBOM BOJABI ONOJIACKHBAIOT 06ap6oTep H XOJAOLH/b-
HMK, COOHpasi NPOMBIBHYIO JKHAKOCTb B TOT XKe CTakaH. PacTBop Bbina-
pHBAIOT JocyXa (NpH claGoM HarpeBaHHH ), a 3aTeM BHIAEDPIKHUBAIOT B
cymHabHoM — wkady mpu Temmeparype  (130%5) °C B Teuenue

- 30—40 MuH. SR
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3.1.1. Ecin B KauecTBe BOCCTAHOBHTE/S] TPHMEHSIOT CEPHOKHC/BIH
THADA3HH, K CyXOMy ocTaTKy npubasaswor 20 cm® xJjopHOMOJINGAAT-
Hoit cMecH I 1 cM3 pacTBOpa CePHOKHC/OTO T'HApPAa3HHA, HAKPHIBAIOT
CTaKaH YaCOBBIM CTEKJOM M HarpeBalOT Ha Kunsllel OaHe B TeUeHHe
10—20 muH. 3aTeM PacTBOP OXJaKAAIOT, IEPEHOCAT B MEPHYIO KOAOy
BMeCTHMOCTbI0 50 CM3, OIIOJIaCKHBAIOT CTEHKH CTaKaHa XJOPHOMOJHG-
JaTHOH cMecbio I, MOJMHBAIOT 3TOf e CMECHIO IO METKH H NMEepPEeMEIIHn-
BaIOT.

3.1.2. Ec/iu B KauecTBe BOCCTAHOBHTEJISI IPUMEHAIOT aCKOPGHHOBYIO
KHCJOTY, K CyXOMy OCTaTKy mpuaupaior 20 cm® XMOPHOMOJNHOaTHOH
cmecu 11 u | cm3® pactBopa acKOpOHMHOBOH KHCJOTH, HAKPHIBAKOT CTa-
KaH 4acoOBHIM  CTEKJOM 4 HarpeBalOT Ha KuNslllel 6aHe B TeyeHHe
10—20 muH. 3aTeM pPacTBOP OXJAXKAAIOT, IEPEHOCAT B MEPHYIO KOJOY
BMECTHMOCTBIO 50 cM3, OMOJACKHBAT CTEHKH CTAaKaHa XJOPHOMOJHG-
AaTHOH cMechio II, MOAMBAIOT 3TOH Ke CMeChi0 PAacTBOP A0 METKH H
HepeMeUIHBaIoT.

3.2. ONTHYeCKYyIO IJIOTHOCTH PACTBOPOB H3MEPSIOT Ha CMEKTPOPO-
TOMeTpe TIpH AsxHe BOJHB 840 HM MM  (HOTO3JEKTPOKOJOPHMETpE B
obaactu ceeronponyckanus oT 590 xo 900 um. B kauectBe pacrBopa
cpaBHeHHS UCIOJb3YIOT BOAY.

Maccy MBILIbSIKA HAXOASAT MO TPALyHPOBOYHOMY  TIpaguky mocse
BBIUMTAHUS 3HAUEHHS ONMTHYECKOH IJIOTHOCTH PACTBOPA KOHTPOJBHOrO
ONbITA 43 3HAUEHHS] ONTHYECKOH NJOTHOCTH PACTBOpa NMPOGH HJAH Me-
TOJOM CpaBHEHHS IO CTaHJAaPTHHIM 06pasnaM MeTasJHiecKoro xpoma,
OGJH3KHM MO COCTaBY K aHAJH3HPyeMOMY METAMIHYECKOMY XpOMy H
NPOBEJEHHLIM Yepe3 BCe CTaJAMH aHA/IH3a.

33. Moctrpoenue rpajynpoBOUYHOro rpadHuka

B 1ecTh CTAKaHOB H3 ceMH BMecTHMocTbiO mo 50 cM® moMemalor
1,0; 2,0; 3,0; 4,0; 5,0 u 6,0 cm® cTaHZapTHODO pacTBOpa B, 4T0 cooT-
Bercteyer 0,00001;  0,00002; 0,00003; 0,00004; 0,00005 u 0,00006 r
MBIIIBAKA.

B kax/blil cTakal npubaBasioT mo 15 cM® pa3baBieHHO} a30THOH
KHCJIOTHI, BEITAPHBAIOT PACTBOPH MOYTH J0CYXa H BHIAEPKHUBAIOT B CY-
WwHAbHOM WKady npu Temnepatype (130+5) °C B Tevenne 30—40 muH.
PacTBop ceapbMOro CTakaHa, He COAepXKalliyil CTaHAAPTHOrO pacTBopa
B, cnyKHT [Jsi NPOBEJEHHS KOHTPOJBHOrO  ONbITa Ha COAepXKaHHE
MbILIbSIKA B PEaKTHBAX. ‘

Ilanee mocTynaioT, Kak ykasano B m. 3.1.1 uan 3.1.2. Tlo nomyuen-
HBIM 3HAYEHHUSM ONTHYECKHX  IJIOTHOCTEH H COOTBETCTBYIOUIEMY HM
COLEPKAHHIO MbIIIbSIKA CTPOSAT IPajyHpOBOUHbIH IPadHK.

4. OBPABOTKA PE3YNbTATOB

4.1. MaccoByio o0 Mbiibska (X) B MPOLEHTAX, ONpeleieHHyIo
METOJIOM IPajyHpOBOUYHOrO rpadKa, BHYHKCISAIOT Mo Gopmye
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X-—— 100,

rae m;, — Macca MBIUBAKA B aHaJIHSpreMOM pacTBope, Haunefmax no
IpajyHPOBOYHOMY rpadukKy, r;
m — Macca HaBeCKY, T.
4.2. MaccoBryo no/mo MHUIbAKA (X;) B IPOUEHTaX, ONpPeAeJECHHYIO
METOAOM CPABHEHUS, BEIUUCASIOT IO popMyJie
_ C(D—Dy)
%= -1,
rge C — MmaccoBast’ A0/ MblllbsikKa B CTAHAApPTHOM o6pasue, %;
D —omtugeckaa NIOTHOCTB aHaJmsnpyemoro pacTBopa MeraJ-
JUYECKOTO XpOoMa;
Dy — onTHueckKas NJIOTHOCTL pacTsopa Komponmoro ONLITA;
D, — onTHu€cKas NJAOTHOCTh PacTBOpPa CTawjapTHOro obpasua.
4.3. A6coaoTHHEe JOTyCKaeMbie PAcXOXKJeHUs Pe3yJbTaToB mapad-
JIeJIbHBIX ONPEAe/eHUH He AOJXKHHI IPeBHINATb 3HAYEHHH, YKAa3aHHBIX
B Tabauue.

MaccoBasg Zoas MBIObAXa, % AGcodoTHEE IONYyCKaeMble PACXOKAeHHS, %
Or 0,002 go 0,005 BxaoOU. 0,002

Cs. 0,005 » 0,012 » : 0,003




