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Method for determination of antimony content

OKCTY 1709

JlaTta seexerng 1978—01—01

HacTtosammuii ctaHIapT paclpocTpaHseTcss Ha BUCMYT Mapok Bul u Bu2
¥ YCTAHABIUBAeT (POTOKOJOPUMETPHYECKMIT METON OIPEACICHUS CONEp-
XKAHUA CypbMBI (IIpu colepxaHuu cypbMEI oT 0,003 no 0,02 %).

Meron OCHOBAaH Ha 3KCTPAKIIHH TOJYOJOM OKpalieHHOrOo KOMILIEKC-
HOIO COENHHCHUS CYPBMBI ¢ KPHUCTAUIMYECKUM (HOJETOBBIM U H3Mepe-
HUH ONTUYECKOU IUIOTHOCTH DKCTpaKTa.

(A3menennan penakums, M3m. Ne 1).

1. OBIOINE TPEBOBAHHUA
O61re TpeboBaHuA K MeTony aHaym3a — mo T'OCT 16274.0.

2. AITITAPATYPA, PEAKTHUBBI 1 PACTBOPDI

P0oTO3JIEKTPOKOJIOPHMETP.

Ko16s1 MepHBie BMecTMocThIO 1000, 200, 100 cM? o TOCT 1770.

IMunerku BMecTuMocThio 5, 10, 20 cm® mo HT/.

Miukpo6opeTka BMecTMocTbIo 5 M3 mo HTJI.

Kouunyeckue kosibsl BMecTUMOocThio 250 cm3 o FTOCT 7851.

CrakaHbl XUuMH4yeckue BMectuMocThio 50 cm3 o TOCT 7851.

HenurenpHasd BOpOHKa BMecTUMocThiO 100 M3,

Kucnora cepnas mo 'OCT 4204 u 10 %-nHblit pacTBOD.

Kucnora conmssaag mo 'OCT 3118, paz6asnenHast 1:1 u 3:1.

Outoso asyxioprcroe 1o TY 6—09—5393, 5 %-Hblil pacTBOp B COJA-
HOU Kuciore, pazdasieHHon 1:1.

H3nanme opHIHaMbHOE IepeneyaTka BOCApEMIEHA
x
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Harpuit azotucroxucnetit mo FOCT 4197, 20 %-nb1it pacTBop.

MouesuHa mo 'OCT 6691, HachIIeHHBIH PACTBOP TOTOBIT CIEIyiO-
M obpasom: 50 r MoueBMHHI pacTBopstioT B 30 cM? ropsyeit Boapl.

®uoneToBblll KpucTaJUTHYeckuid, 0,1 %-HpIill pacTBop.

Tonyon o TOCT 57889.

Cypema mapxkn Cy00 mo 'OCT 1089.

CTaHnapTHeie PACTBOPLI CYPbMEL.

Pacteop 1; rotoBar ciaexyioimM obpazoM: 0,1 r cypbMBI pacTBOPAIOT
npu HarpeBasuH B 20 cM3 KOHIEHTpHPOBaHHOMK cepHoi KucitoTsl. [locrne
oxyaxneHus nodassior 200—300 cM? Bonsr 1 80 cM? KOHUEHTPUPOBAH-
HOM cepHOM KMCJIOTH. PacTBOp nmepeHocsiT B MEPHYIO K010y BMECTHMOC-
IO 1000 cM3, DonMBaIOT BOMON N0 METKH ¥ NEPEeMELTNBAIOT.

1 cM3 pactBopa cogepxut 0,1 MI CypBMBI.

Pactsop 2; rorosar caenyiomum obpaszom: 10 cm? pacrsopa | mome-
IAIOT B MEPHYIO KOuby BMecTuMoOcThio 200 cM3, noauBaloT 40 METKH
10 %-HbIM pacTBOPOM CEPHOM KHUCJIOTHL U NEPEMelIMBalOT.

1 cM3 pabouero pacrsopa 2 cozepxut 0,005 MI cypsMEI, I'OTOBSIT B
IeHb YIIOTpeONe HUA.

Bucmyr mapku Bu00 no TOCT 10928.

PactBop conM BUCMYTA TOTOBST CJIEAYIONIMM 00pa3zoM. B KOHHYECKYIO
KOJIOY BMecTUMOCTHIO 250 cMm? momelnaot | r MeTaxIuyeckKoro BUCMYTa
Mapky He Huke Bu00, nobasisior 5 cM? a30THO KUCAOTH, pasGarieHHOM
1:1, pacTBOpAIOT, pacTBOP BBUIAPHUBAIOT AOCYXA, OXJIAXKAAIOT, K OCTATKY
IpywInBaloT 3 cM? cepHO KUCIOTE! H BLINIAPKBAIOT A0 BBIAEEHHUS T'YCTHIX
napoB cepHoid kucnotel. [locne oxnaxneHUs CTEHKH KOJIOBI 0OMBIBAIOT
ool u ripwiuBaoT 50 cM? constHol KncnoTsl, pastaenennoit 3:1. ITo-
JIYYEHHBII pacTBOP NEPEBOISIT B MEPHYIO KOOy BMecTHMOCThIO 100 cM3,
MOJIUBAIOT JIO METKH COJISHOH KMCIIOTHI, pa3baBieHHOH 3:1, 1 rrepeMeLun -
BaIOT.

AzortHag xuciaora o 'OCT 4461, pas6asnennas 1:1.

(Vamenennas penakimusa, Mism. Ne 2, 3).

3. IPOBEAEHUE AHATH3A

3.1. Hagecky 1 r BUCMYTa MOMEINAIOT B KOHUYECKYIO KOJA6Yy BMECTHU-
MocTEIo 250 cM3, mpuuBaoT 5 cM3 a30THOM KUCIOTHI, pasbarneHHoi 1:1,
1 pacTpopsiioT. PAacTBOp BHIMAPHBAIOT AOCYXA, OXJAXKAAIOT, NIOCHE Yero K
OCTATKY OPWIMBAIOT 3 cM> CEPHOM KMCIOTHI M BRITAPUBAIOT IO BHIAEAEHUS
I'YCTHIX ITApOB cepHOM KMcaoThl. [locne oxnaxaeHyss oOMbIBAIOT CTEHKHU
KoOBl Bomoii U ripunuBaioT 50 cM? cossiHoM KUCnoTL, pa3basneHHoM 3:1.
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[TosydeHHBIA pacTBOp INEPEBOAAT B MEPHYIO KOJOY BMECTHMOCTBIO
100 cM3 1 noBOIAT X0 METKHU COJSHOM KUCIOTOM, pasbasieHHOM 3:1.

B crakaH BMectuMocTbio 50 cM3 otMepuBaloT 5 cM? pacTBopa, 1o6as-
JSIIOT OZHY KalUTI0 pacTBopa ABYXJIOPUCTOIO OJIOBA, IE€peMEIIHBAlOT,
npubas/sioT 1 cM3 pacTBopa HUTPUTA HATPMSI U OCTABASIOT Ha 5 MUH,
3aTeM Ipudasisior 1,5 cM3 pacTBOpa MOYEBHMHBI, JAIOT BBIOEJIHTHLCS OC-
HOBHOMW Macce rasos, IIEPEHOCSIT PACTBOD B HEJHUTENbHYIO BOPOHKY BMeEC-
taMocThio 100 cM3 1 onoackuBaOT cTakKaHYMK BONOH. PacTBop B BOPOH-
Ke JIOJUBAIOT Bojoi no 50 cm3.

K pactBopy npmimbaior 0,5 cM3 KpycTa/UTMYECKOro (DHONETOBOIO, Nepe-
MELIMBAIOT ¥ 3KCTPAarupyloT cypsMy 20 cM3 Tonyona B TedeHyre 1 MuH.

OnTUYeCKYIO IUIOTHOCTh TOJIYOJBHOTO PacTBOpa M3MEPSIOT Ha (oTo-
3JIEKTPOKOJIOPUMeETpE IIpH JUTHHE BOJHBI 610 HM B KioBeTe ¢ TONIIUHOMN
fiornoniamoinero ceet caost 30 MM.

B xagecTtse pacrBopa CpaBHEHHS IPUMEHSIIOT TOJYOI.

ConepxaHue cypbMbl HAXOIAT 110 IPalyMPOBOYHOMY IpauKy.

(U3menennan pexakuunsa, Hsm. Ne 2, 3).

3.2. TloctpoeHue rpanyupoBoYHoro rpaduka.

B crakaHbl BMeCTHMOCTBIO IT0 50 ¢cM? OTMEPHBAIOT MHMKPODIOPETKOMN
0,5; 1; 1,5; 2 u 3 cM3 pabouero pacrsopa 2, yto cootBeTcTByeT 0,0025;
0,005; 0,0075; 0,01 u 0,015 Mr cypbMbl, M HarpeBaloT IO IIpeKpallieHUs
BbIIEJIEHUMSI MapoB cepHoro aHruapuaa. K cyxoMy ocTaTKy OpHIMBAIOT
5 ¢cM3 pactBopa coild BHCMYTa, ONHY KAaIUII0 PAacTBOpa ABYXJIOPUCTOrO
OJIOBA U JaJjiee aHAMM3 BeMyT KakK yKazaHo B 1. 3.1.

ITo HaligeHHBIM 3HAYEHUSIM OTITUYECKUX TIOTHOCTEH U COOTBETCTBY-
IOI{MM UM KOHIIEHTPAIUSIM CYPbMEBI CTPOSIT TPATyHPOBOYHBIN rpaduk.

(Msmenennan pegaxums, Uam. No 2),

4. ObPABOTKA PE3YJBbTATOB

4.1. ConmepxaHue cypbMbl (X) B IIpOLIEHTAX BEIMMCIISIIOT TG popMyJie
m, - V. 100

X—m~Vl-IOOO’

e m, — KOJUYECTBO CYPbMBbI, HAAEHHOE I10 MPafyHPOBOYHOMY Tpadu-
KY, MT;
V — obimmit o6seM pacTBopa, cM3;
V, — aJIUKBOTHASI YaCTh PACTBOPA, B3ATAS HJISL OIpeXeIeHusI, CM3;
m — HaBecKa, T;
1000 — koapduiLeHT Nepecyera rpaMMOB HA MIJUTATPAMMBI.
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4.2. MakcuMmaibHOe pacXoXIeHWe pe3yJbTaToB TPEX MAPaUIETBHBIX
onpeneixeHui (d) U Pe3yjIbTaTOB IBYX aHAIU30B (D) NpH NOBEPUTETBHON

BeposiTHOCTH 0,95 He OJDKHO NMpeBHIATh 3HAYCHMH, YKA3aHHBIX B Ta6-
JIULIE.

Maccopas nons PacxoxsaeHne peaynnTaTos Tpex PacxoXmeHne peayiLTaToB ABYX
CYypbMEI, % NapaUicIbHBIX onpeneneHyi, % aHa/lIu30B, %
0,0030 0,0012 0,0015
0,005 0,002 0,003
0,010 0,004 0,005
0,020 0,008 0,010

JomyckaeMble pPAaCXOXIEHUS IS NPOMEXYTOIHbIX MAcCCOBBIX HoJIeH
PacCYMTHIBAIOT METOOM JIMHEMHOM WHTEPIIONSIUMU WM 10 GOpMYIaMm:
d=0,4C; D=0,5C,

rie C — cpegHee apupMeTHIECKOE Pe3yIIFTaTOR TpeX MnapatejbHbIX Ol -
PeACICHHI;

C — cpenHee apudpMETHIECKOE PE3yIbTATOB IBYX aHAIU30B.

(Usmenennas penakuus, Mam. Ne 3).
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HH®OPMAIMNOHHBIE JAHHBIE

CCCP
PASPABOTYUKH

PABPABOTAH U BHECEH MuHucTepCTBOM LBETHOM METALTYPriM

I1.C. Hoxkaounckuii, ®.M. Mymmxu, I'.B. Xabaposa

. YTBEPXIEH M BBEJEH B JENCTBUE IIOCTAHOBJIEHUEM

T'ocymapcreensoro komarera cranaapros Cosera Munuctpos CCCP ot

25.01.77 Ne 172

. IlepronmynOCTH NPOBEPKHU S5 JeT

B3AMEH I'OCT 16274.2—70

. CChLUIOYHBIE HOPMATHBHO-TEXHUYECKHE I[OKYMEHTI)I

OGosnauenne HT/I, Ha KoTopurft
JaHa CChlIKa

Homep pasaena

rocCrt 1089—82
roCt 177074
T'OCT 3118—-77
rOCT 419774
roCT 420477
I'OCT 4461-—77
I'OCT 5789—78
['OCT 669177
I'oCT 785174
IOCT 10928—9C
IroCT 16274.0—-77
TY 6—09—5393—88

Pasn.
Pasx.
Pasn.
Paan.
Pazn.
Pasn.
Pazn.
Pasn.
Paan.
Pa3zn.
Paszn.
Pazn.

=R DN RON

6. ITocranosiaenneM ['occrangapra of 30.07.92 Ne 836 cuaro orpaHHyeHue

CpOKa NneiCcTBUA

7. IEPEU3JAHUE (moas 1997 r.) ¢ U3menenuavu Ne 1, 2, 3, yreepx-
aeHHbIMM B suBape 1983 r., mone 1987 r., moxae 1992 r. (MYC 583,

1187, 10-92)
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