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M EXTOCYJ1APCTHBEHHB # CTAHARAPT

HADTP u CT I(hIPrbISCTfHﬂAPT KAJIMMH
PABOY1HAH MeTous onpeseneinus cyphms rocr
_IK3EMILJIAP 12072.6—79

Cadmium. Methods of antimony
determination

OKCTY 1709

Jara sseaenns 01.12.80

Hacroammii cranaapr yeranamwimsaeT dotomeTpiuecknil i noasporpaduieckuii MeToan onpeaene-
HUMS CypbMbI (NPH MaccoBoit noae cypsmsl ot 0,0005 % no 0,005 %).
Cranpapr noaHocTiio coorsercrsyer CT CHB 921-78.

1. OBIIUE TPEBOBAHHSA

1.1. Odume Tpebosanna K MeTogam anannia u tpebopanus Hesonacnoctit no NOCT 12072.0.
(M3smenennan penaxuns, M. Ne 1),

2. ®OTOMETPMYECKHMI METO/l C KPHCTAJUIHYECKHM ®HOJETOBbIM

21. CymuHocTs MeTOAQ

MeToa ocHoBaHd Ha OCAKAEHHH CYPLMEI C MMAPOKCHWIOM LIMPKOHKA B aMMHauHoil cpeie 1 poToMeT-
PHYCCKOM €€ OnpeacIeHH ¢ KPHCTALIHYeCKHUM d)IlUJETOIIHM MNOCAC JKCTPAKUMM TPHXTOPITHICHOM NPH
AAMHE BOAHBLI 595 HaL

(Masenennan perakums, Mam, Ne 2).

22 Annapatypa, MaTepHais M pPeaKTHBH

CrexrpodroTromerp i GoToNeKTPOKOIOPHMETP M0DOro THNA LTS HIMEPEHHS B BIIMMOKH obaacT
CnexkTpa.

Kucaora asomwaa no N'OCT 4461, pasbanaennan 1 : 2.

Kucaora consmas no FOCT 3118 u pactsop 9 monn/am’.

Kuciora cepuas no N'OCT 4204, pasbamnennas 1 : 3, u pactsop 2,5 Moas/am’.

Asovmak poaustit no N'OCT 3760 u pasbamiennwiit 1 : 49,

Llupxonuit xnopucreiit 8-poanuil no TY 6—-09—3677, pactsop 3 r/am’: nasecky 0.3 r XI0poOKHCH
uMpkonnsa pacteopaiorT B 10 cv® pacteopa coasHoi KHCaoTsl 9 Moap/am’, noansawT o obwema 100 cm’
BOAOKH W MepeMeinBaloT.

Bonopoaa nepexucst (nepokcua) no NOCT 10929,

Lepuit ceprokucantit oxuchitit no TY 6—09—1646, pactsop 4 r/am’: mwasecky coan Maccoll 0.4 r
NOMEUAIOT B MepHyIo Kon0y ymectumoctsio 100 o, npuansaor 20 em® poast, 1.5 cM® cepHoli Kuciors,
JIOJIHBAIOT A0 METKH BOAOIH W nepeMeliHpaloT.

Muapoxcnaamun consrokuensil no N'OCT 5456, pacreop 10 r/fam?.

Kpucrannuuecknit duonerossii no TV 6—09—4119, pactsop 2 r/a.

TpuxaoporTuien.

Cypesa no FOCT 1089,

Cranaaprisle pacTBopsl CYpLMbL.

Hanamme odmumaisnoe [lepenenarka socnpemena



rocr 12072.6-79 C. 2

Pacteop A: Hapecky TOHKO HIMeaAb4eHHOMH cypeMmBl Maccoit 0,100 r noMemaior B KOHHYECKyo Koaby
BMecTHMOCTLIO 250 onv®, mpsamsaor 20 v’ cepHOll KHCAOTHI, HArPeBalOT 20 TMOJHONO PACTBOPEHMS
HABECKH, ONXIAXIAAIOT, OCTOPOXHO NPHIHBAIOT 60 CM° BOALI, OXIAXIAIOT, KOAHYECTRCHHO NEPeHOCAT B
MepHyio Koaby BmecTHMoOCTIO | A, 10MMBalOT 10 METKH cepyoit kucaoroil, pasbasiennioi 1 : 3, o
nepeMelBaoT.

1 cm' pactsopa A conepxut 0,1 Mr cypbMbl.

Pacteop B: B mepuyio xoaby smectinmoctsio 100 om® orvepupaior nunerkoii 10 eM? pacrsopa A,
MPIIHBAIOT 75 cM* COMANON KHCIOTEI, 0MBAIOT 0 METKH BOAOH H NepeMelinnBaloT.

1 e’ pacteopa b conepxut 0,01 Mr cypbarn,

(Masmenennan penakuns, Mam. Ne 1, 2).

23. lNposenenne avHaaMia

2.3.1. Hasecky kaamusa Maccoii 1,000 r (npu Maccosoit goe cypbmut G6oaee 0,0025 %) wim 0,500 r
(npu mMaccosoii noje cypemul Gonee 0.0025 %) noMewaloT B KOHHYECKYI0 KOI0y BMecTHMOCTLIO 250 en?,
npuiamsaoT 15 ! atornoft Kucnorel, pasdasnentoit 1 @ 2, warpesalor A0 PAcTBOPEHHA HABECKH M
vaaienns oKcuaos asora, npuansaior 10 em’ pacrsopa xiopuctoro uupkonus. Pacrsop paibamisior 1o
obuema 80—-90 e’ Boaoil, warpesaioT 10 6570 “C. HeHTPAIMIVIOT AMMHAKOM 10 MOARICHHA OCAIKA
FUAPOKCHAA KaInMMs, Aa10T H30LTOK aMMuaka 5 cm’ u octanasior ua 30 sun Ha tersiom mecre, Ocanok
OT(HWALTPOBRIBAIOT Ha (PUALTP CpeaHel MIOTHOCTH, NPOMLIBAIOT Koaby ¥ ocanok Ha duistpe 5—6 pas
FOPAYHAL PacTBOpOM ammuaka, pasdbamiennoro 1 : 49, Ocalok ¢ paisepuyToro (hALTPa CMBIBAKOT BOAOK
B K0A0y, B KOTOpOil nposoaniocs ocaxienne, Guiastp obpadarsisaior 10 M’ ropsvero pacrtsopa cepHoit
Kucaors 2,5 moan/am’ ¢ nobariennem 56 Kaneiab NEpoKCHIa BOAOPOAA. MOCIE Hero BLINAPHBAIOT 10
BhIAEJICHHA NAPOB CEPHOI KMCIOTHL.

Oxaaxaaor. npuwiHsalor 7.5 oM’ comsiHON KMCIOTH M mepesmelnmsalor. Yepes 5 muu pacrsop
NepeBoaAT B ACTHTEILHYI0 BOPOHKY BMecTHMOCTLIO 100 car’, mpomuigaloT Koaby 2,5 cM' BOALI 3 NPOMBIB-
HYIO KHAKOCTH MPHCOCAMHSIOT K PacTBopy B Aeinteasioil soponxe. [obasnsmior 0,5 em’ pacrsopa
CEPHOKHCIONO LepHA, NepeMeltnBaloT U ssutepAxusaoT | mun. lobamaaior | cm* pacTsopa CONAHOKMCIOIO
FMAPOKCHIAMMHHA, NEpPeMellnBaloT, BulaepxupaoT | Muu, npuansalor 19 cv? BoaL, nepeMelnBaloT,
npuanBaT U3 Glopetkn 25 oM’ TpuxiopoTiiena, | oy’ pacTeopa KpHCTALMMecKoro (MoIeToBOrO M
BCTPAXHBAIOT BOPOHKY B Tewenne 2 mun. lNocae panenenns das opranuuecKmil c10i NEPEeBOAAT B CYXYIO
KO0y BMECTHMOCTBIO 25 oM. ONTHYECKYI0 IUIOTHOCTL OKPALIEHHOTO PACTBOPA HIMEPHIOT B COOTBETCT-
BYI01Lelt KIOBETe NPy UTHHE BOAHL 595 nM. PacTsoposm cpaBHeHMs CIyKHT PACTBOP KOHTPOILHONO ONBITA.
Conepxanme CypbMBl YCTAHARIHBAIOT MO FPAIyHPOBOYHOMY Ipaduky.

(Masmenennan penakuna, Him, Ne 2).

2.3.2. [Insa nocTpoeHus rpalyupoBodHOro rpadmka B naTL M3 WeCTH AeNUTEILHLIX BOPOHOK BMEC-
THMocTsio 100 oa® omvepupaloT cooTeeTcTBeHo MUKpobioperxkoil 0.5; 1,0: 1.5; 2.0 1 2,5 cm? cranaaprioro
pacreopa b cypsmbl (uro coorsercrayer 5; 10: 15; 20 1 25 MKr cypbMbl), NPIIHBAIOT B KAAUYIO H3 BOPOHOK
a0 obbema 10 em® pacreopa conanoi Kucaors 9 moas/an®, aobasnsior no 0,5 ca® pacTBopa cepHOKHCIOIO
UepHsa | Aanee NOCTYNAIT, KaK ykasano B m. 2.3.1.

Mo nmoay4eHHBIM 3HAYCHUAM ONTHYECKHX MIOTHOCTEH PACTEBOPOB M COOTBETCTRYIOUIMM HM COIepKA-
HHAM CYPBMBI CTPOAT TPAAYHPOBOMHLIA rpaduk.

3. ®OTOMETPHYECKHIT METO/ C POJIAMMHOM B

30. CymHocTh MeTONA

MeTtoa ocHOBAH HA IKCTPAKUMK MOHOB CYPLMB (V) AMHIONPONHAOBLIM HQHPOM H3 PACTBOPA COAAHOMN
KHCA0TBI, OTMBIBAHHH MEIIAIOWHX HoHOB Tasiud (111) pacTBopom cepHHCTOKHCIOrO HATPHA, 00PAIOBAHNK
OKPALeHHOro KoMIuiekea poaamuna b ¢ rekcaxnopantumonarom (V) i H3MepeHHy ero CBeTonoriomeHns
npH LIHHE BOAHBLL 550 HM.

32. Annaparypa, MATepHans H PeaKTHB

Cnekrpodotometp win GoTOIEKTPOKOIOPHMETP M000r0 THII LIS HIMEPeHH B BIUIHMOIH o6aacTu
CreKTpa.

Kucaora consnast no FOCT 3118 u pacrsop | mons/am’.

Kucaora cepuas no NOCT 4204 u pacrooput, pasbasiaenusie 1@ 3 1 2,5 monn/am®.

Kucaora asornan no F'OCT 4461, pasbasaennas 1 @ 1.

Hatpuit cepuncrokucastit no TY 6095313, pactsop 0,5 r/anm’.

Ddup anuzonponuiaoseii no TV 6093704,

Ponamun B, pactsop 1 r/am®: 0,500 r 3,6-6uc-auomuamusoduiyopona (poaamuna b) nomeiwaor B
MEPHYIO KOADY BMecTHMOCTLIO 500 cM?, pacTBOPKIOT B pacTeOpe conAHoil Kucnotet | Monn/am’, nosoasat
0 METKH JTHM XK€ PacTBOPOM H NEPeMeLHBaloT.
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C. 3 rocCr 12072.6-79

Lepuit (1V) ceproxucauit no TV 6—09— 1646, pacteop 0.5 mons/am’: K 8.3 r cepHOKHCIOro LepHs
(IV) npinsalor 8 cM? cepHOit KHCIOTE i HATPEBAIOT /10 BLUIE1EHHS NAPOB cepHOil KMCAoTLL. OXaaxkaaor,
ocTopoxno paibawsnior soaoit xo 100 cm® 1 cuosa oxnaxaaoT. CepHOKHCALI PACTBOP NEpeBoidT B
MEPHYIO KOADY BMECTHMOCTBIO 250 cM*. N0BOAAT 10 METKH BOIOI ¥ NepeMelinpalor.

Cypuma no FOCT 1089,

Crangaprisie pacTBOPLI CYPbMbI.

Pacteop A: nasecky Tonko uiseasdenHoi cypumul maccoit 0,100 r noMewaior B KOHHYeCKyo Kondy
sMecTHMOCTLIO 250 ca’, npuanpalor 20 cv’ cepHoll KHCAOTLI, MATPEBAIOT A0 MOJMOIO PACTBOPEHS
HABECKH, ONTaXIa10T, OCTOPOAXHO NPHIHBAOT 60 oM’ BOALL, OXAXAA0T, KOIHYECTHBEHHO MNEPEHOCAT B
MEPHYI0 KON0y BMECTHMOCTLIO | AM’, NOJHMBAIOT A0 METKH cepHoit kucaoroit, pasbapaennoii 1 : 3, u
nepeMe BT,

1 cm’ pacteopa A conepxut 0,1 MF cyphML.

Pacteop b: 10 cm’ pacreopa A nepeHocsT B MepHylo Koady smectinmoctiio 100 ea, goBoasT 1o
METKH PACTBOPOM CEPHON KHCAOTHE 2,5 MOAL/AM' M NepeMeLHBAIOT.

1 e’ pacteopa b cozepxut 0,01 Mr cypoan.

(Masmenennan perakums, Ham, Ne 2).

33 llpopenenue ananmia

3.3.1. Hasecky xanmusa maccoit 2,000 r pactsopsiior B 20 ¢M’ pacTBopa a30THOH KHCIOTHI B KOHM-
qeckol koabe saectumoctsio 250 eam®. Pactsop ynapusaor gocyxa. Oxnaxaaior. [Mpwmsaor 5 os?
pacTBopa cepHOil KMUCIOTL M YNAPHBAKOT 10 noanieHus ee napos. Ocrartok pacrpopsior B 10 cm® consanoi
KHCA0TH. PAcTBOp ONIAKIAIOT, NEPeBOIAT B MEPHYIO Koaly BMecTHMOCTsI0 S0 cM’, J0BOAAT A0 METKH
COJNAHON KHCAOTOI M nepeMetinpaeT.

Or6MpaloT AIMKBOTHYIO HacTs pacTpopa 20 oM’ (npy Maccopoit goae cypsmut o1 10,0003 % no 0,001 %),
10 em® (mpu Maccooit goae cypbssl ot 0,001 % a0 0,003 %) win 5 enm® (npH MaccoBoii J01e CYPbMbI CB.
0,003 %) B AeNUTEABLHYIO BOPOHKY BMecTHMOCTLIO 150 cat’, u npy HeobxoaumocTit aodamismor jao 20 oM’
COTAHYIO KHCIOTY.

Mpuausaior 2 cm’ pacrsopa ceprokucioro uepus (1V), 10 em® aunsonponuiosoro Mpupa u
perpaxusaor 30 c. [locne sxerpakumn npuansator 20 cm® soasl M cHosa serpaxupawTt. [locae
OTCTaMBaHuA BOONYIO (hasy causaloT M orOpaceiBaloT. Opranmyueckyio ¢asy NpoMBBAIOT CMECLIO,
cocrosimieit 3 5 cm® pacrsopa conaHol kKucaorsl | Mons/am® u 2 oM’ pacTeopa CepPHHCTOKHCIOIO
Harpus. [oayuennyio soanyio asy caupalor 1 ordpacssalor. Opranmdeckuii cnoil ewe pas nposbl-
BaloT 3 ¢’ pacTeopa coaanoil kucnorel 1 Moas/am® u 1 em? pacreopa cyashara uepua (1V). INpomuis-
Hoi pactsop otOpacuBalT. K opranindeckoit haze npuansaot 2 cu’ pactsopa poaasmuna b u nposoasr
IKCTpakuuio B tedenue 15 ¢. Boauwit caoit orbpacuisaior. Opraniyeckuil clioil nepesoasaT B Cyxylo
KOJAOY BMECTHMOCTLIO 25 cM' W B COOTBETCTBYIOUIEH KiOBeTe M3IMEpAIOT ONTHYECKYID IUIOTHOCTL
OKPALEHHONO KOMILIEKCA NPH ATHHE BOJHLI 550 um. Pac‘rnopom CPaBHCHHA CAYAMT pacTBop KOH-
TPOALHOIO ONBLITA.

Conepxanne cypbMbl YCTAHABIHBAIOT MO IPAAYHPOBOMHOMY rpadmKy.

(M3smenennan peraskuns, M. Ne 2).

3.3.2. [lns nocTpoeHUA TPAIYHPOBOYHOTO rpahika B WECTh U3 CeMH KOHHYECKHX Kol BMeCTHMOC-
ti0 100 car® ormepusaiotr Mukpobioperxoit 1.0; 1,5; 2,0; 2.5; 3,0 u 3.5 cm' cramaaprHoro pactsopa b
cypbMmit (uto cootsercTayet 10, 15, 20, 25, 30 u 35 MKr cypbMsl). PacTBop BHNAPHUBAIOT 10 NOABIEHHSA
napos cepHoil KucaoTe 1 oxnaxaawt. Bo sce cemn Kond npuwimsaior no 20 ca’ consamoil KHCI0TH W
NEPEHOCAT pacTBOpbl B MepHble Koa0ul BMmecTHMOCThIO 50 cm’. O0neM A0BOAAT 10 METKH COAAHOIN
KHCA0TOI # nepemewnpaior. Oréupaior no 20 cM® 13 KAXA0ro pacTBopa W Janee NocTynalor. KaK yKaaHo
B 331

o noay4eHHBIM 3HAYSHHAM ONTHYECKHX MJIOTHOCTEH PACTBOPOR 1 COOTBETCTBYIOUINM HM COdepXa-
HHAM 2IEMEHTOR CTPOAT IPAsyHPoBOYHLIA rpaduxk.

4. NNOJISAPOIrPAOHYECKHMI METO/L

41. CymnHocTs MeTOOQ

MeToa ocHOBAH HA OCAXAEHHH CYPLMLL HA JAMOKCWIE Mapradia W3 pacTBoOpa A30THOH KHCAOTHI
I moas/am? 1 ee noasporpadupoBAHHK HA KHUCAOM HATPHEBOXAOPHAHOM (DOHOBOM INIEKTPOAMTE MPH
norenumate nuka munyce 0,18 B no oTHOWEHIIO K HACKIEHHOMY KATOMEILHOMY WIEKTPOY.

42. Annapartypa, MaTepHads M PeakKTHBH

[Monarporpad ocuwwuorpadiuecknil WM NepeMeHtoro ToKa ¢ NPHHALIEKHOCTAMM,
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