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Method for the determination of palladium
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Jara Beenenus 01.07.92

Hacroamuil cragzaprt ycranapaupaer GOTOMeTPHUECKHII METOH OIl-
peiesieHus najanaausg (OpH maccopoil goge ot 0,05 mo 1,0%).

1. OBIIUE TPEGOBAHUS

I.1. O6mue TpefoBanusi K Meronam amaaumsa — 1o [OCT 25086
C JONOJIHEHHEM.

I.1.1. 3a pesyabrar aHaausa NPUHHEMAEKT cpejaiee apudMeTHUe-
CKO€ Pe3YJIbTAaTOB ABYX NapaJlic/bHBLIX ONpe/eeHnl,

2. CYIIHOCTbh METOIA

Meton ocHoBaH Ha pacTBopeHHU HPOGHI B COJsAHON 1i GOPOPTOPHU-
CTOBOAOPOAHO#N KHCJIOTAX B NPHUCYTCTBUM BUHHON KHCJOTH, c6GpasoBa-
Hun npu pH 1 komnnekcHoro coeiuHenMsi HamaaiHst ¢ HHTPO30-P-
COJIbK, OKPAlleHHOTO B KPACHO-OpaNXKeBLI LBET, W H3MepPeHHU OITH-
YeCKOH TNIOTHOCTH DacTBOpa NpH jauHe Boaubt 510 Hm. Okpacka KoMIl-
JIEKCa VCTOHYMBA B T€UEHHE OJHHUX CYTOK.

Onpenenennto He Memaer HHoGHH, Mosub1eH, BaHaAuli, aJlOMHHHUI;

MECIIAIOT HHUPKOHUI ¥ XPOM IPH HX COOTHOLIEHHW K laJadaluio GoJee
yem 1: 1.

3. ANNAPATYPA, PEAKTHUBB! U PACTBOPLI

CriektpodoToMerp HAH QOTONIEKTPOKOJIOPHMETP.

TepMomeTp cTeKAsTHHBIH KHUAKOCTHHI uau pryTHHH 10 100°C ¢ ue-
HOU pejeHus 1°.

H3ananue oduuuanbHoe

Hacroamui cTaBpapt He MOXKeT ObiTh NOJHOCTHIO HAM YACTHYHO BOCHPOH3BeNeH,
THPAXKKPOBAH K pacnpocTpaHed Oe3 pazpemeHusa Foccranpapra CCCP
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Kucnora coassnas nmo I'OCT 3118 muorHoctero 1,19 r/em® u pac-
TBOp 1: 1. ,

Kucnora asorsas mo 'OCT 4461 naotHoctbio 1,35—1,40 r/jemd.

CMech KHCJOT: OJHA YacTh a30THOH KHCJOTH U TPH YACTH COJISHOMR
KHUCJIOTEL | . ‘

Kucaora suunas no ['OCT 5817, pacrsop 500 r/am3.

Kucaora ¢ropucrosojgopoanas no FOCT 10484,

- Kucnora 6opuas no 'OCT 9656.

Kucnora 6opodropucroojoposnasn: k 280 cm?® ¢ropucronogopos-
HOH KucaoTs npu TeMneparype (1042)°C mobasasior nopuusamu 130T
OOpHOW KHCJAOTH H IepeMellnBaioT. PeakTHB TOTOBAT M XPaHAT B NO-
JIN3THICHOBOH IIOCYJE. -

Hutpozo-P-cons, pacrsop 1 r/ams.

ITannapui mo F'OCT 13462 mapku ITn 99,9.

CranpapTHuil pacrBop namaanusa: 0,1 © nmamiaiust MOMEMIalOT B
ctakan BMectuMoctbio 100 cwm®, npuaumBaior 10 cM® cmecH KHCJIOT,
YMEPEHHO HarpepaioT A0 MOJIHOTO PACTBOPEHHS, BHIIAPHBAIOT 4O CY-
XuX coJell, NpUIUBalT 5 cM® COMAHON KHCJOTHl U BHOBbL BLIIAPUBAIOT
Jocyxa. Onepanyio NOBTOPSAIOT.

Cyx0il OCTaTOK PacTBOPSIOT B O cM? COJSAHON KUCJAOTLI, NPUIUBaE-
10T 10 cm?® BOAB, HarpeBalOT A0 KHUIEHHS U KUIATAT B TeYyeHHe | MHH.
PacTtBop oxaamxaalwt A0 KOMHATHOH TeMIepaTyphi, NepeBOoasiT B MeD-
1y konby Bmecrumocrtsio 1000 cM3, nonuBaoT BOLOH 1O METKH U Ne-
peMellUBaloT,

I cm® pacrBopa coaepxur 0,0001 r nmanaanus.

4, MPOBEJEHUE AHAJIU3A

4.1, Hasecky npo6bl Maccoii B COOTBETCTBHH ¢ Tadj. | noMeimanTt
B KoHuYecKyw koaly Bmectumoctbio 100 cum®, npusnusarr 10 cMm® coms-
HOH KHCJOTH, 2 cM?® 60po¢TOPHCTOBOAOPOAHON KHcaoTh, 10 cM® pac-
TBOpa BHUHHOH KHCJOTHl, NepPeMellHBalOT H YMEpPeHHO HarpeBawT Jo
IIOJIHOTO PacTBOPEHHS. |

Ta6auuma 1

Maccosas pgonst naiaaamus, % Macca »aseckd npoOwy, T

Or 0,05 no 0,2 pxuiou 0,5
Ce. 02 » 05 » 0,25
» 00 » 10 » 0,1

B pacrtsop no6aBasiior 5—10 Kanesnb a30THOH KHCJAOTH A0 HpeKpa-
LUIeHHs BBIZEJEHHS My3LIPHKOB rasa U HCUe3HOBeHHUS (PHOJAETOBOH OK-
packH, 3aTe€M pacTBOp OXJAXAAKT AC KOMHATHOH TeMneparypsl, AO-
6asasior 20 cM® pacTBopa BHHHOH KHCJIOTHI, IEPEBOASAT B MEPHYIO KOJI-
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4.2. AnuksoTHylo yacTb pactBopa 10 cMm® nmepeHocAT B KOHHUYECKYIO
Koa6y BMectuMoctbio 100 cm®, nosnuBaior Bosod zo 80 cm®, mpHiauBa-
1oT 10 cm® pacTtBOpa HHTPO30-P-COJiM M HarpeBamT A0 KHNEHHSA.

PactBop oxsa)xaalotT A0 KOMHATHOH TeMIepatyphbl, NepeBOAST B
MepHYI0 Koaby BMecTuMocThbio 100 ¢M3, mOJAHBAIOT BOAOH A0 METKH H
nepeMeIuHBaloT.

4.3. OnTHYECKYIO NJOTHOCTb PacTBOpA U3MEPSAIOT NPH AJHHE BOJIHBI
510 um B KioBere ¢ TONINMHON doToMerpupyemoro cjosi 30 mMMm. Pac-
TBOPOM CPaBHEHHS CJYKHT PacTBOP KOHTPOJIBHOrO ONLITA, KOTOPHIA
roroBAT No 1. 4.1 co BCEMU UCMOJNB3yEMBIMH B aHaJ/H3e PEaKTHBAMH.

MaccoBylo A0J10 Najjaavs onpeleJasior no rpagyHdpoBOYHOMY rpa-
Juky.

44 JlocTpoeHHEe TPAAYHUPOBOUHOro rpagdHukKa

B BoceMb H3 JeBATH KOHHYECKHX K0J06 BMecTHMOCThbIO 10. 100 cm3
oTMepsitor M3 MukpoGioperku 0,2; 0,4; 0,6; 0,8; 1,0; 1,2; 1,4; 1,6 cm3
CTaHJapTHOTO pacTBopa nasjanuns, npuiupawr no 1 cMm® pacrsopa co-
JISHOH KMCJOTHL, Mo 80 cM3 BOALI H Aajiee MPOAOJXKAMOT No uill. 4.2 H
4.3. , .

PacTBopoM cpaBHEHHs CJHYXHT PacTBOpP, B KOTOpHH He BBeAEH maJ-
Jaauu. .

[To nmofyYyeHHBIM 3HAYEHHSM ONTHYECKOH MJIOTHOCTH PACTBOPOB W
COOTBETCTBYIOILUM HM MaccaM HnaJjjajfua CTPoAT TpajyHPOBOUHHIH
rpaguk.

5. OBPABOTKA PE3YJIbTATOB

5.1. MaccoByio posio naanazads (X) B nmpoleHTax BBIYHCJASIOT MO
dopmyae

X= —"=.100,
my .
rie M -— Macca Najijaajfusg B pacTBope npobnl, HalfieHHAd MO rpagyH-
pPOBOUYHOMY TpadHKy, T;
m; — macca npo0Gnl B aJHKBOTHOMH YacTH pacrBopa, T.
9.2. PacxoxaeHus pe3yJbTaTOB He JIOJKHB NIpeBhIIaTh 3HAYCHHH,

yKa3aHHbIX B TabJ. 2.
Ta6aunma 2

AGCOJMIOTHOE AONYCKaeMoe pacXoXieHrue, %
Maccosas pons manaapus, % PE3YALTATOR TApaifedbHBIX pe3syALTATOR
onpeneJeHHA , aHaJlH3a
O1r 0050 no 0,100 mkaouy. | 0,008 0,010
Cs. 0,100 » 0,250 » 0,015 0,020
» 0,250 » 0,500 » 0,025 0,030

» 0,50 » 1,00 » 0,04 0,05
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HH(I)OPMAl.lHOHHblE AANNDILE

. PASPABOTAH M BHECEH MunucrepcTBoM aBHANHOHHOW WpoO-
mpiuiaenHocty CCCP

- PASPABOTYHUKH
B. I'. JlaBbinoB, A-p TexH. HayK, B. A. MOIKHH, KaHJA. TexH. HayK
. U. dpuaman, Kasa. TexH. HaykK; JI. A, TenskoBa

. YTBEP)XIEH H BBEIAEH B ILEHCTBHE [locraHoBJIeHHEeM
FocypapcrBenHoro xkomuTera CCCP no ynpasjaeHHI0O KaueCTBOM
NPOAYKLIMH K cTraHpaptam ot 5.05.91 Ne 625

3. BBAMEH I'OCT 19863.11—80

4. HepHoAHYHOCTb NPOBEPKH — 5 JjieT

. CCBIJIOYHDIE HOPMATI/IBHO-TEXHH‘IECKHE. JOKYMEH-
Thl

Q6osHauende HTHO,

Ha KOTODBIH paHa CChbUIKA Homep paspena, OyHKTA

rocCTt 311877
TOCT 4461—77
IrOCT 5817—77
I'OGCT 9656—75
TOCT 10484—78
IFOCT 13462—79
rocCT 25086—87
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