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FrOCYAAPCTBEHHDLIN CTAHAOAPT COI3A CCP

, FroOCT
XPOM META/IIMUECKUIA

MoTog onpeaeneHus Mbllbska 13020.12-8*

Metallic chrome.

Method for determination of arsenic (CT C3B 4511—84)

B3ameH

OKCTY 0309 FOCT 13020.12-75

MocTtaHoBneHnem [ocysapCTBEHHOrO KomuTeTa CCCP no craHgaptam oT 20 mas
1985 r. He 1413 cpok feicTBUA ycTaHOBMEH
C01.07.84

fo 01.07.94

Heco6nogeHne CTaHfapTa npecnepyetcsa No 3aKOHY

HacToswumii cTaHgapT ycTaHaBnmMBaeT (POTOMETPUYECKUIA MeToq on-
peAeneHns Mbllbsika B MeTa/iIM4eckoM Xpome (Mpu MaccoBOil gone
MblLbsAKa oT 0,002 go 0,012 %).

MeTog OCHOBaH Ha 06pa30BaHMMN MbILLbAKOBO-MOMANGAEHOBOW  KMC-
NOTbl U NOCNEAYIOLLEM BOCCTAHOBNEHUW €€ B X/IOPKUCIOWN cpeae CepHo-
KUCMbIM TUAPA3UHOM WU acKOPOWHOBOW  KWCMOTOW [0 KOMM/EKCHOTO
COEAMHEHMNSA, OKPALLEeHHOro B CUMHWUIA UBeT. ONTUYECKY MNAOTHOCTb OK-
palleHHOro pacTBOpa  W3MepsitdT Ha CMeKTpooTOMeTpe Mpu AAvHe
BOMHbI 840 HM MM (HOTO3MEKTPOKONOPMMETPE B 061acTM  CBETOMPO-
nyckaHHsa ot 590 go 900 Hwm.

MbILWbAK NpeaBapuTENbHO OTAENAIOT OT MEeLLaoLNX 3/IEMEHTOB OT-
FOHKOV B BMAE TPEXX/IOPUCTOrO MbILbSKA.

CraHpgapTt nonHoctbio cootseTcTByeT CT C3OB 4511—84.

n 1. OBWWME TPEBOBAHNA

11. O6wme TpeboBaHus K MeTogy aHanuza—mno [OCT
13020.0-75.

12. NabopatopHas npoba fo/mKHA ObITb NPUrOTOBMIEHA a BUAE
CTPYXXKM TonwuHoli He 6onee 0,5 mm no MOCT 23916—79.

N3paHve oduunansHoe MepeneuyaTka BoOCMNpelleHa
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FOCT 1>020.12—*5 Op, 2
2. ANMNAPATYPA. PEAKTVBbI U PACTBOPbGI

CnekTpogoTOMETP UK (POTOINICKTPOKOOPUMETP.

Mpu6op Ans OTFOHKM Mblwbsika no FOCT  14204—69 wmm vHoi
KOHCTPYKLMWN.

Kucnota conaHaa no MNOCT 14261—77 wim no MTOCT 3118—77 u
pas6aBneHHas 1:2.

Kucnota cepHas no NOCT 14262—78 wnm no NOCT 4204—77
pasbaBneHHas 1.1

Kucnota asoTtHas no FOCT 11125--78 wnm no FOCT 4161—77 wn
pasbaBneHHasa 2:3.

KwncnoTta xnopHas, 42 unun 57 %-Hblid pacTBop.

Kanuin 6pomuctoiii mo MOCT 4160—74.

CnupT 3TUNOBBIN, PeKTU(MKOBaHHbIA Mo TOCT 5962-67.

AMMOHUIA MonnbaeHoBoKuUcbIn no MOCT 3765—78, npu Heobxoam-
MOCTW MepeKpUCTaN/IH30BaHHbIA M3 CNMPTOBOro pacTteopa: 250 r Mo-
NNBAEHOBOKMCNIOr0 aMMOHMs pacTBopsitoT B 400 cmM3 BOAbl NpuU Harpe-
BaHMM f0 80 °C. PacTBOp (hMIbTPYIOT Yepe3 M/OTHbIA PUALTP, OXNaX-
faoT, npunveatoT 300 cM3 3TWI0BOrO CNMPTa, MepeMeLLMBaloT 1 Yvepes
1 4 ocafoK Mog BaKyyMOM OT(MIbTPOBLIBAOT Ha (UALTP  CPefHeNn
NN0THOCTW, MOMELLEHHbI B BOPOHKY BloxHepa. Ocafiok  NpoMbIBaOT
2—3 pasa 3TUNOBbIM CMMPTOM W BbICYLUUBAKOT Ha BO3AYXe.

'mapasnH cepHokmcabli no FTOCT 5841—74 1 0,15 %-Hblii cBEXe-
NPWUrOTOBNEHHBIV PacTBOP.

Kucnota ackopbuHoBas, 0,5 %-Hblii CBEXENPUIOTOBNEHHbIA  pac-
TBOP.

XnopHomonubaatHas cMecb |: 5,0 I MONMOAEHOBOKMCIOrO aMMOHWS
pactsopatoT B 100 cM3 BOAbI MpW HarpeBaHUW, MOCNe Yero oxnaxpa-
l0T. 3aTeM B CTakaH BMecTMMOCTbIO 1 am3 BnamsatoT 500 cm3 BoAbl, 40-
6agnaoT 230 cm3 57 %-Horo unm 312 cm3 42 %-Horo pacTeopa Xsop-
HOM KMCNOTbI M NepemeLInBatoT.

MocTeneHHo, nepemMeLLnBas, BBOAAT pacTBOp Monubhata amMOHWUS,
nepesiMBatOT PacTBOP B MEPHYH KONOY BMECTUMOCTbIO 1aM3, gonunBatoT
[0 METKM BOZOM W MepeMeLUvBatoT.

XnopHomonu6gatHasa cmecb 11: 8,1 r mMonMb6AeHOBOKMCIONO aMMO-
HMS PacTBOPAKT Mpu HarpeBaHun B 250 cm3 BoAbl. B cTakaH BMec-
TumocTbio 1 am3  BamBaroT 300 cm3 Bogbl, npubasnawT 345 cm*
57 %-Horo unu 468 cm3 42 %-HOro pacTtBopa  XJ/IOPHOM KUCMOTbl U
nepemMeLLnBalOT. 3aTeM MOCTENEHHO, NepeMeLLnBas, BBOAAT OXNaXAeH-
Hblii pacTBOp MonM64aTa aMMOHMS, MEPEHOCAT B MepHyk Koniby BMmec-
TuMocThio | AM3, pa3baBngaT 40 METKM BOAON M MepeMellnBatoT.

Hatpusa rugpookuce no MOCT 4328—77, 50 %-Hblli pacTBop. Pac-
TBOP XpanaT B NOAW3TUIEHOBOI Mocyze.

XnopHas Boga. Bopa, HacbllWweHHas X10poM, MNPUroTOB/IEHHAsA He-
NOCPeLCTBEHHO Nepes NPUMeHeHNeM.

MblILbSKa TPEXOKMUCH.
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Ctp. 3 FOCT 1302112—«5

CTaHfapTHble pacTBOPb! MbILLbSKA:

pactsop A: 0,1320 I TPEXOKWUCH MbllWbsAKa PacTBOPAOT B 5 cm3
pacTBopa rMapooKMcK HaTpus, pa3baBnstoT Bogoin Ao 200 cm3 u npu-
6aBNAT pa3baBNEHHOM CEPHON KMCNOTbl A0 HEWTPaNbHOM  peakuymu
no nakmycy. PacTBop nepenvBalOT B MepHYIO KONOYy  BMECTMMOCTbIO
1 gm3 [0NMBAKOT [0 METKM BOAOW H NepeMeLLMBaroT.

MaccoBas  KOHLUEHTpauusi  MblllbsiKa B pacTBope A paBHa
0,0001 r/cm3;

pactBop R: 10 cm3 pacTBopa A nomewjatoT B MepHY0 Konby BMec-
TuMocTbio 100 cm3, fonNMBalOT [0 METKM BOAON M NEpeMeLMBatoT.
PacTBOp roToBAT nepes NpUMeHeHUEM.

MaccoBas  KOHLUeEHTpauus Mbllibfka B pacTBope b paBHa
0,00001 r/cm3.

3. MNMPOBEAEHWE AHANWN3A

3.1 HaBecky npo6bl Maccoii 1,0 r npu cogepXXaHWM MbllLbsiKa
0,006 % H 0,5 r npu cofep>xaHUn MbllbsaKa cBbille 0,006 % nomelatoT
B AHETUNNALMOHHYIO KONnby. B npobupky-npvemMHuK HanmsaoT 10 cm3
XNOPHOIA BOJbI, MOMELLAKOT bl COCYA CO NbAOM W cobupatoT npuéop. U3
KanenbHOM BOPOHKM npunusatoT 40 cm3 pa3baBiieHHOW CONSHON Kuc-
NOTbl U KUMATAT COLEPXMMOe Konbbl 40 PacTBOPEHWS HABECKM.

Mocne oxnaxaeHus pacTBopa B KOOy W3 KamefbHON  BOPOHKM
npunuealoT 15 cM3 X/IOPHOI BOAbI WU OTFOHAKT B NPOGHPKY-NPUEMHHK
30 cm3 guctunnara.

3atem oxnaxpalT AUCTUANALHOHHYIO KONnby,  MepeHocsaT M3 Hee
pactBOp W AWUCTUANAT U3 MPOOUPKU-NMPHEMHHKA 3 CTakaH  BMECTU-
MocTblo 200 cM3, OMONAacKMBaKOT BCe YacTu annapara BOfOR v mpucoe-
[LVHAIOT NPOMbIBHYHO XWUKOCTb K OCHOBHOMY pacTBopy.

PacTBop KunsaTaT B TeueHWe 10 MWH, HaKpblB CTakaH  YaCOBbIM
CTEK/IOM, OXNTaXAKT, ONOMACKMBAKOT CTEK/O W CTEHKM CTakaHa BOAOW
1 BbiNapuBaloT pacTeop o0 obbema 10—15 cm36e3 kunaveHus. Mocne
3TOr0 pacTBOp OXNaXAAtT,  MEPEHOCAT B AUCTUNNALHOHHYIO KONby
H OMONIaCKMBAOT CTeHKM cTakaHa 20 cm3 consHoi kucnotbl. K pact-
Bopy npubasnaoT 0.5 r 6pomuctoro kanus. 0,2 r CEPHOKUCNOrO rua-
pasvMHa H NPUCOEAMHSIOT K KONGe MeperoHHbIli annapat. B npo6upky-
NPUEMHUK, OXNaXAaeMY fib[A0M, MpefBapuTenbHO HanueaoT 10 cm3
Bofbl. OTroHKy BefyT [0 Tex Mop, Moka 06beM pacTBopa B Konbe He
CTaHeT paBHbIM 3—5 cM3.

OncTunnat nepeHocAT B cTakaH BMecTMMOCTbHO 200 cm3. CTeHKu
npueMHMKa ononackmaroT 15 cM3 pa3baBfeHHOW a30THOW  KUCMOThI.
He6onbWyM KOMMYeCTBOM BOJbI OMOMacKUBatoT 6ap6oTep M X0noaub-
HVK, CO6Vpast MPOMbIBHYIO XXWUAKOCTb B TOT XXe CTakaH. PacTBop Bbina-
puBaloT gocyxa (Mpu cnabom HarpeeaHMM), a 3aTeEM BblAEPXMBAKOT B
CylmnbHOM  wWwkKagy npu  Temnepatype  (130+5) °C B TeueHue
30—40 MuH.
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3.1.1. Ecnm B KauyecTBe BOCCTAHOBUTENS MPUMEHSIOT CEPHOKUCHbINA
rMapasunH, K Cyxomy ocTaTky npubasnstoT 20 cM* Xj0pHOMONnbaaTt-
Hoi cmecn | n 1 cM3 pacTBOpa CEpHOKMCIONO rMApasuHa, HakpbiBaloT
CTakaH 4acOBbIM CTEK/IOM W HarpeBalT Ha KuMslled 6aHe B TeyeHue
10—20 MwH. 3aTeM pacTBOpP OX/IAXAAHT, NEPEHOCAT B MEPHYHO KOnby
BMECTUMOCTbIO 50 cM3, 0MonackMBaltT CTEHKH CTakaHa X/IOpHOMOJNG-
[aTHON cMecbio 1, LONMBAIOT 3TOW XKe CMEecbld [0 MEeTKM W MepemeLlu-
BatOT.

3.1.2. Ecnu B KayecTBe BOCCTAHOBUTENA MPUMEHSOT acKOpOUHOBYHO
KUCNOTY, K CyXOMy OCTaTKy npunuBaioT 20 cM*  X/IOpHOMOAMOLATHOM
cvmec W n 1 cm3*pacTBopa acKOpGUHOBOI KWCMOThbI, HaKPbIBAKOT CTa-
KaH 4acOBbIM  CTEKNOM H HarpeBatOT Ha Kunswieil 6aHe B TeueHue
10-20 muH. 3aTeM pacTBOP OXMaXAarT, NEPeHOCAT B MEpPHYt Konby
BMeCTUMOCTbIO 50 CM*, 0nonackuBatOT CTEHKU CTakaHa X/I0pHOMOJNG-
[aTHo cmecbto |1, AONMBAOT 3TON XXe CMeCblo pacTBOpP JO METKM W
nepemMeLLunBaroT.

3.2.  ONTW4Yeckyt NIOTHOCTb PacTBOPOB WM3MEPSIOT Ha CNeKTpogo-
TOMeTpe Mpu AAvHe BOMHbI 840 HM wAM  )OTO3NEKTPOKONOPUMETPC B
obnactn ceetonponyckaHHa oT 500 fo 900 HM. B kauecTBe pacTBopa
CpaBHeHUs UCMO/b3YIOT BOLY.

Maccy MbllWwbAKa HaxofAaT Mo rpafyvpoBOYHOMY  rpaduky nocne
BbIYNTAHMA 3HAYEHMSI OMTUYECKOW MAIOTHOCTM pacTBOpa KOHTPObLHOMO
onbiTa U3 3HaYeHWs OMTMYECKON MAOTHOCTU pacTBopa Npobbl AW Me-
TOAOM CPaBHEHMSI NO CTaHAAPTHbIM 06pasuam MeTalIMYecKoro Xpoma,
6/113KMM O COCTaBY K aHa/M3MpyemoMy MeTas/IM4eckoMy Xpomy U
MpoBefeHHbIM Yepe3 BCe CTaguu aHaaumsa.

3.3. MocTpoeHWe rpagymMpoBOYHOTro rpaguka

B LwwecTb cTakaHOB W3 cemu BMeCTUMOCTbIO Mo 50 cM3 nomeluatoT
1,0; 2.0; 3,0; 4,0; 5,0 n 6,0 cM3 ctaHAapTHOro pacteopa B, yTo cooT-
BeTcteyet 0.00001;  0,00002; 0.00003; 0,00004; 0,00005 wn 0,00006 r
MbILLbSIKA.

B kaxpblii cTakaH npubasnatoT no 15 cm3 pa3baBieHHON a30THOM
KUCNOTbI, BbINApUBAOT PacTBOPbI MOYTU JOCYXa W BblAEPXUBAKOT B CY-
WwnnbHOM WwKady npu Temnepatype (130+5) °C B TeyeHne 30—40 MuH.
PacTBOp CeAbMOro CTakaHa, He COAepXaliuil CTaHAapTHOro pacTsopa
B, CnyXut gna nNpoBefeHUs KOHTPONbHOTO  OMbiTa Ha COAepXKaHue
MbILLbsIKA B peakT1Bax.

[Janee noctynatoT, Kak ykasaHo B n. 3.1.1 wam 3.1.2. To nonyyen-
HbIM 3Ha4YeHUAM OMNTMYECKUX  MIOTHOCTEA WM COOTBETCTBYIOLLEMY UM
COAEPXXaHMI0 MbILIbAKA CTPOAT rPafyMpoBOYHbLIA rpaduk.

4. OBPABOTKA PE3Y/IbTATOB

4.1. MaccoBylo o0 Mbiwbaka (X) B MpoueHTax, onpeieneHHyr
METOJOM IpajympoBOYHOro rpadmka, BbIYMCSAIOT MO Gopmyne
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X-21100,

rge T,—mMmacca MbilbdKa B aHa/IM3NpyeMoOM pacTBope, HaVIAEHHaFI no

rpafyupoBoYHOMY rpaduKy, T;
T — Macca HaBeckwm, T.

4.2. MaccoByto f0nH0 MbllbsAKa (X,) B NpoLeHTax, onpeaeneHHyto
METOAOM CpaBHeHWs, BbIYUCAAIOT N0 PopmMyne
_ C(D-Dt
1— DxD

roe C — maccoBass 0N MbllbSKa H CTaHAapTHOM o6pasue, %;

D —onTnyeckas NAOTHOCTb aHanM3Mpyemoro pacTsopa MeTan-

NINYECKOr0 XpPOMa;

M2—onTnyeckas NNOTHOCTb PacTBOpa KOHTPONLHOIO ONbITa;

0 (—onTuyeckas NNOTHOCTb pacTBopa CTaHAapTHOro o6pasua.

4.3. ABCONIOTHbIE [OMYCKaeMble PaCcXOXAEHUA pe3ynbTaToB napas-
NeNbHbIX OnpefeneHnii He [O/MKHbI MPEBbIWATb 3HAYEHMIA, YKa3aHHbIX
B Tabnwuue.

M*C<<|>M AONA UULIBKO, N AbcontoTHa* MIyekMMM pncgoxgesss, K
Ot 0,002 pgo 0.005 sknwoy 0.002
Ce. 0,006 » 0,012 > 0.003
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