T'pymna B59

MEXTOCYJIZIAPCTBEHHUB # CTAHIAPT
CIINTABBI MATHUEBBIE
MeToap1 onpenenenns cepedpa TOCT
Magnesium alloys. 3240.17—76

Methods for determination of silver

MKC 77.120.20
OKCTYVY 1709

Jara seenennn 01.01.78

Hacrosimii craHaapr yCTaHaBIMBACT THTPUMETPUUYECKHUI M aTOMHO-a0COPOLIMOHHBIN METOARI OIpee-
JieHus cepebpa (mpu MaccoBoit goje cepedpa ot 0,5 10 2 %).

1. OBIIIME TPEBOBAHUA
1.1. O6mue TpeboBaHus K MeTomaM aHanu3a — mo I'OCT 3240.0.
2. TATPUMETPUYECKHUI METO/I OITPEJAEJIEHUA COIEPXAHMSA CEPEBPA

2.1. CymmuocTb MeTOnA

Mertoz 0cHOBaH Ha 06pa30BaHNM CepeGPOM C POTAHMAOM AMMOHUS TPYIHOPACTBOPUMO¥ CONTU 6€10r0
uBeta. [lepBas IMUIHSS KaIUIA pacTBOPa PONAHMIA AaMMOHHMSI PEarupyeT C KeJie30aMMOHUITHEIMYM KBacIlaMM,
o0pa3syst pomaHuz Xejae3a KpacHOro LBeTa.

2.2. PeakTHBbI H PACTBOPBI

Kucnora asornas o 'OCT 4461, pas6asnennad 1:1, 1:6.

Cepebpo asorHokucaoe mo 'OCT 1277.

Harpuii xnopucterit mo F'OCT 4233.

CraHmapTHEIM pacTBOp cepedpa; roTOBAT CIIEAYIOIIMM 00pa3oM: 3,146 T mpeaBapHUTeIbHO BRICYIIIEHHOTO
B cymmmibHOM 1kadgy rpu 150 °C 10 rmocTogHHO# MaCCHl A30THOKHMCIIOTO cepedpa pacTBOPSIOT B OMIMCTHILIH-
POBAHHOWM BOIE, BBOOAT 1 CM? a30THOM KHMCHOTHI, MEPEHOCAT B MEPHYIO KO0y BMecTUMOCTBIO 100 cM3,
pa30aBIIIOT OUIUCTHTMPOBAHHOM BOMOM 10 METKH M TIIATEIBHO ITEPEMEIIUBAIOT.

1 cM® pactBopa comepxur 2,0 Mr cepebpa.

Keneszoammonuitaeie KBacipl mo TY 6—09—5359—87 pacTBop; roToBAT CaeayiommM obpasoM: 3 T
KENE30aMMOHMIAHBIX KBACIIOB M 2 CM> CEPHOI KMCIOTHI pacTBopsiioT B 100 cM® BodpL.

Ammonust pomaauz mo F'OCT 27067, 0,02 M pacTBop; ToTOBAT ciaeayioumm obpaszoM: 1,52 r poganuaga
amMMoHuA pacTBopsioT B 1000 cM® Bompl. TUTp pacTBOpa poJaHMIAa aMMOHMS YCTAHABIUBAIOT ITO HUTPATY
cepebpa.

Ha storo 25 cM® HMTpaTa cepebpa MOMELIAIOT B KOHMYECKYIO KO0y BMECTUMOCTBIO 250 cM3,
mpu6aBIMOT 5 cM® 3 %-HOTO pacTBOpa XKeJe30aMMOHMITHBIX KBACIIOB U THTPYIOT PaCTBOPOM POJAHMIA
aMMOHMS O HA4aJ1a U3MEHEHUS OKPacku (61eTHO-KPaCHOIO LIBETa).

Tutp pactBopa ponanuaa aMMonus (T'), BoIpaXeHHbIH B I/cM> cepeOpa, BEIMUCIISIOT IO popMyIie

T = %,
TIe m — KOJIMYECTBO HUTPaTa cepedpa, B3ATOE Ik TATPOBAHMUS, T
V — KOJIMYECTBO POAAHUAA AMMOHUSI, H3PACXOOBAHHOE HA THTPOBAHHE, CM>,

W3panuwe odummmansuoe ITepeneyaTka Bocupemena
*
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2.3. [IpoBenenme anaum3a

Hapecky cniaBa Maccoii 2 T pacTBOPSIOT B KOHWYECKOH KOJIOe BMECTHMOCTBIO 250 ¢cM3, mpHIMBAIOT
10 cM3 a30THOI KMCHOTHI, pa36aBieHHO# 1:6 B 40 cM> a30THOI KMCTOTHI, pa3baBieHHo# 1:1, He comepxa-
LEH XI0pa, KUITATAT 10 YOAICHUS OKHMCIIOB a30Ta, 3aT€M CTEHKHM KOJIOBI OOMBIBAIOT BOMOM, OXJIAXIAIOT,
NPHOGABIIAIOT 5 CM3 PACTBOPa XENE30AMMOHMIHEIX KBAcLIOB ¥ THTPYIOT 0,02 M pacTBOPOM POIAHMIA AMMOHHS
JI0 Hayajia U3MEHEHMST OKPackH (6j1eMHO-KPAaCHOro 1iBeTa). PacTBOp CHJIBHO B30ANTHIBAIOT U, €CJIH OKpacKa
HCYE3HET, MPUOABIISIOT €1Ue MO KAIUISIM TUTPOBAHHBII PaCTBOP POJAHUIA AMMOHMSL 1O MOSIBJIEHUS YCTOMYM-
BOM OKPAaCKH.

2.2; 2.3, (M3menennan peaakmusa, M3m. Ne 1).

2.4. OopabdoTKa pe3yIbTaToB

2.4.1. Maccosylo oo cepe6pa (X) B MpoLeHTax BEIYHCIISIOT IO (hopMyIIe

v-T 100
m

X = )
rae v — kommiecteo 0,02 H. pacTBOpa poNaHHIa AMMOHMS, 3aTPAYeHHOE Ha THTPOBAHHE, CM°;
m — Macca HaBeCKH CIUIaBa, T
T — TUTp pacTBOpa POJAHMIA AMMOHMS, BEIPAKCHHBIH B I/CM> cepedpa.
2.4.2. AGCOMIOTHBIE TOITYCKAEMBIE PACXOXICHHS PE3YJIbTATOB MAPAJUIEBHBIX ONpeIeSieHHI He TO/IKHBI
MPEBHILIATE 3HAYCHWH, YKA3aHHBIX B Ta0. 1.

Ta6nuuma 1

2.5. KoHTpPO/Ib TOYHOCTH H3MeEpPeHHii

MaccoBas aons AGCONIOTHOE IOITyCKaeMoe . .
cepebpa, % pacxoxacHHe, % KOHTpOob TOUHOCTH M3MEPEHHIT MACCOBOI TOMH
cepedpa ot 0,5 10 2 % MpOBOAAT METOIOM NOGABOK B
é" 8)’55 o L0 g’?S cooteercTeuu ¢ TOCT 25086.
. 1’0 n» 2’0 0’2 (Bsenen nonoanureabHo, Mzm. Ne 1).

3. ATOMHO-ABCOPBIITMOHHBI METO/I OIIPEJEJIEHWSA COIEPXKAHHMA CEPEBPA

3.1. CymHocTh MeTOIA

MeTon OCHOBaH Ha U3MEePEeHUH aTOMHOI abcopOImu cepedpa pH [TMHE BOMHEL 328,8 HM B IlaMeHu
aleTUIeH — BO3MYyX.

3.2. Ammaparypa, peaKTHBBI H PACTBOPbI

CnexTpooToOMeTp aTOMHO-a0COPOLIMOHHBIM,

Boma GunucTHIMPOBaHHAS, TIPOBEPEHHAS HA OTCYTCTBUE HOHOB XJIopa, momydeHHas mo FOCT 4517.

PazbaBieHue Bcex pacTBOPOB MPOBOAAT TOJIBKO OMIMCTHIIIMPOBAHHOM BOIOHM.

Cepeopo azotHOKMCIOe 1o T'OCT 1277, X, u. wiun 4. [. a.

Kucnora azornas mo T'OCT 11125, oc. 4., He comepxalas HOHOB XJI0pa.

CraHgapTHbBIC paCTBOPEI A30THOKUCIIOTO cepedpa.

PactBOp A; rotoBat ciaemyomuM odpasom: 1,5730 r mpeaBapMTEIbHO BBICYIIEHHOTO B CYITHILHOM
mikady mpu 150 °C 10 MOCTOSHHOM MACChl A30THOKHCIIOTO cepedpa pacTBOPSIOT B OMIUCTUUIMPOBAHHOM BOJIE,
BBOJAT 1 CM> a30THO#M KMCJIOTHI, EPEHOCAT B MEPHYIO KOJOY BMecTUMOCTEIO 1000 cM3, pasbasnsior 1o
METKH BO,E[OI71 H TIIATCJIbHO ICPCMCIITHBAIOT.

1 cm? pactBopa A comepxut 1 Mr cepebpa.

PactBop B; rorosar caepyrommm o6paszom: 50 cM3 pacTBopa A OTOMPAIOT B KOJIOY BMECTHMOCTBIO
50 ¢M3, pa36aBISIOT 40 METKH BOAON M TIEPEMEILUBAIOT.

1 cM® pactBopa b comepxur 0,1 Mr cepebpa.

Atnretunex B 6ammonax mo F'OCT 5457.

3.1; 3.2. (A3menennas penakums, Wzm. Ne 1),

3.3. IIpoBenenue anaimsa

3.3.1. 0,1 r IpoGKI MOMEILAIOT B KOHUYECKYIO KOJIOY U3 TEPMOCTOMKOIO CTEKJIA BMECTUMOCTBIO 100 cM3,
TIPEIBAPUTEIHLHO IIPOMBITYIO a30THOM KHCIOTON 1 OMANCTULTMPOBAHHOM BONOM 10 OTPHIIATEILHON peaKInn
Ha XJIOp-MOH. 3aTeM MPOMBIBAIOT AByMS MOPLUMAMH OUAMCTUILIMPOBAHHOM BOIbI 110 20 ¢M? Kaxnas, pacTBo-
pstoT B 10 cM® a30THOI KMCIOTHI ITPU ¢/1a60OM HarpeBaHUM HA IUIUTE, 3aKPbIB MOCE 10OABIEHUS a30THOMH
KHCJIOTHI KOJIOY 4YaCOBBIM CTEKJIOM BO M30€XaHHE MPEXICBPEMEHHOIO BBEITAPMBAHUS a30THOM KUCIOTHL, T1o
OKOHYAHHMH PACTBOPEHHUS PACTBOP MEPEHOCAT B MEPHYIO K0JI0y BMecTHMOCThIO 100 cm3. Konby, B KoTopoii
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MPOBOOWJIM PACTBOPEHHE, OMONACKUBAIOT 25 ¢M> GMANCTU/UTMPOBAHHOM BOABI M TPOMBIBHBIE BOIEI IPHCOE-
JUHSIOT K OCHOBHOMY pacTBopy. [oydeHHYI0 CMeCh OXTaXAaloT, pa30aBisioT OUINCTHUIMPOBAHHON BOLOM
J10 METKH, IEPEMELIUBAIOT U BBOIST B PACHBUIHTEIb CIIEKTPOGHOTOMETPA.

3HaYeHNE ONMTHICSCKOH TUIOTHOCTH IDIAMEHH OTKJIANBIBAIOT HA TPANyHPOBOYHOM rpadmke. Bo nsbexanue
OIIMOOK NMPH HECTAOWIBLHOM paboTe MpUOOpa Yepe3 KaXable YeThIpe MPoOh! MPOBEPSIOT HAKJIOH TPafyHpPOBOY-
HOro rpa¢uka MOBTOPHBIM (DOTOMETPUPOBAHNEM OTHOTO H3 paHee MPOAHAIM3UPOBAHHBIX pacTBOpoB. Ilpu
HM3MEHEHUH ONTHYECKO# IDIOTHOCTH 00jiee yeM Ha 2 % aHaIM3 MOCIEAHHUX YEThIpeX MPo0 MOBTOPSIOT.

3.3.2. IlocTpoeHHe TpagyHpOBOYHOrO rpadpuka

B ceMb MEpHBIX KOIG BMECTHMOCTEIO 110 100 cM® BBOIAT 10 10 M3 asoTHOM KucnoTsy; 0; 5,0; 10,0; 15,0;
20,0; 25,0 u 30 cM® pacreopa B, uto coorserctsyer: 0; 0,05; 0,10; 0,15; 0,20; 0,25 u 0,30 Mr cepebpa.
PacTBOpBI pa30aBsioT BOAOH 10 METKM, MIEPEMENTUBAIOT, (DOTOMETPHPYIOT, KaK YKa3aHo B IL. 3.3.1, u cTposr
TPagyMpOBOYHBII rpadHK.

3.3.1; 3.3.2. (A3menennasn penakmusa, Uam. Ne 1).

3.4. O6paboTka pe3yabTaToB

3.4.1. Maccosyio nomio cepebpa (X) B IpOICHTAX BEIMHCIISAIOT 11O (hOpMyIie

100
X =",

e m, — Macca cepebpa, HaliIeHHas 110 rpaJlyHpOBOYHOMY IpadMKy, T.
m — Macca HaBeCKH CIUIaBa, T.
3.4.2. AGCONMIOTHBIE MOITYCKAEMBbIE PACXOXICHHS PE3YIbTATOB MAPAIIENbHbIX ONPEIe/ICHHI He JO/DKHbI
MPEBHIIIATH 3HAYEHHI, YKA3aHHBIX B Ta0JL, 2.

Taonwmua 2

MaccoBas mons cepebpa, % AGCONIOTHOE AOMYCKaeMoe pacxoxacHue, %
Ot 0,5 mo 1,0 0,05
Cs 1,0 » 2,0 0,1

3.4.1; 3.4.2. (M3menennas penakuus, Mam. Ne 1).
3.5. KoHTpoJb TOYHOCTH H3MEPEHHIi

KoHTpob TOuHOCTH M3MepeHuii 1o 1. 2.5.1.
(BBenen gonoaunTeabHO, M3M. Ne 1).
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