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FOCYNAPCTBEHHBH CTAHRBAPT COK3A CCP
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NMPUMOU ONOBAHHO-CBEMHL,OBbDIE |429 4_77*

MeTopn onpepeneHua cofepiaHua MeaM

Tin-lead solders. B3ameH
Method for the determination of copper content rOCT 1429.4—69
B 4aCTM onpefeneHus
mepu

[iocranoBneHnem focypapcteenHoro Komutera crangapros Coseva Munnctpos CCCP

or 11 anpena 1977 r. N° 886 ¢cpok neMcTBuS YCTAHOBNEH ¢ 01.01.78
Nposepen B 1982 r. NocraHoBnenem Noccrargapra or 21.01.83
Ne 317 cpoK feicTBMS NpoANeH po 01.01.88

HecobniopeHnue cranfiapra npecnegyercs RO 3aKOHY

Hacroawmi cran1apt ycTaHaBJAMBAEeT METONALI ONPENesieHUs Co-
NepzKaHuag MeId B OJOBAHHO-CBHHHOBBIX NPUNOAX: 3KCTPAKLHOHHO-(]O-
TOKOJOPUMETpUYEeCKHH (npHu codepzkanud meau or 0,002 no 0,10%) #u
00beMHBIH QTOP-HOAOMETPHYECKHHI (npu coAepzKaHHUH Mean ot 1,2

A0 2:0 0/0 ) .

1. OBLLUME TPEBOBAHMA

1.1. OO6umue TtpeboBanuss K Meroaam aHaauza — nc [OCT
1429.0—-77.

2. DJQKCTPAKUNOHHO-®OTOKONOPMMETPUMHUECKMHK METO/L]
[npu cogepxanmm megm or 0,002 po 0,10%)

2.1. CyYIIHOCTL METOJAA

Merton OCHOBaH Ha pPacTBOPEHHH HaBeCKH B CMeCH BHUHHOH, a30T-
HOH U COJISHOH KHCJAOT, 0O0pa30BaHUM KOMIJIEKCHOTO CO€JHMHEHHS MeAH
¢ AM3THJAAUTHOKApOaMHHATOM CBHHIIA B CJ0O€ XJOpodgopMa U H3Mepe-
HUH ONTHYECKOH IIJIOTHOCTU 3KCTpaKTa.

2.2. Annaparypa, peakKTHBBl H PacTBODEHI

DOTO3JEKTPOKOJOPUMETP UJH CIEKTPOPOTOMETP.

Kucaora BuuHas no [OCT b817—77 20Y%-ubIii pacTBOp.

U3paHwe ogpuumanbHoOe [flepeneyarka BocnpeuleHa

*

* [Tepeuszdanue mapr 1983 e. ¢ Hamernenuesm Ne 1, yrgepocOeHHbLM
8 ansape 1983 o.; MMoct. No 324 ot 21.01.83 (H¥C 5—1983 e.)
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Kucaora azotHas no 'OCT 4461—77, pasz6aBaeHHas 1 : 2.

Kucaora consiHas no F'OCT 3118—77.

CMech KHCJIOT; FOTOBST caeAyrouwHuM obpa3oM: K 75 cm3 20%-Horo
pacTBOpa BHHHOH KHCJOTH MNPUJIUBAIOT 40 CM3 KOHIEHTPHPOBAHHOMI
a30THOH KHCJOTHL H O cM? KOHUEHTPUPOBAHHOH COJISTHOH KHCJIOTHI.

Hatpusa rugpookucs no I'OCT 4328—77, 20%-Hbii pacTtBOp.

XJa0podopM (TPUXJOPMETAH).

Kucaora ykcycuast no 'OCT 61—75.

CauHen ykcycHokucaui no F'OCT 1027—77.

JustuaautuokapbamMuHat CBHHUA, PacTBOp B XJopodopme; TOTO-
BAT cJAeAyIOWHM oOpasom: 0,4 © YKCYCHOKHCJOrO CBUHILA PACTBOPSHIOT
B 50 cm? Bojanl. Ecau pacTBOp MYTHBIH, A00ABJISAIOT OJAHY-/ABe KalllH
KOHHEHTDUPOBAHHOII YKCYCHOH KHUCJOTHI A0 INPOCBETJEHHA DPacTBOpa;
0,4 r au3TUAAMTHOKApOaMuHATa HATPHUS pacTBOPSAOT Takxke B o0 cum3
BOAbl. PacTBOpEI CJAHBAIOT NPHU MNEPEMEIIUBAHAH B JeJUTEJAbHYIO BOPOH-
Ky BMecTUMOCTbIO D00 cm?® u oOpaloBaBludiicd Oeabld OCajOK IAHUITHJI-
auTHoOKapbamMuHaTa CBHHUA pacTBOpsitoT B 2050 cm?® xaopodopma. lloc-
Je pobaBJjeHHsi OpPraHHYeCKOro PacTBOPHTEJS CONEPKHMOE BOPOHKH
BCTPAXUBAIOT B TeUyeHHe | MUH U TocC/jde pasjeseHus XHAKOCTeH CJAOU
XJ0poopMa CAHBAIOT uyepe3d CyX0d O0Oe330JbHBIA (QUABTP B TEMHVIO
CKJASHKY C NPUTEePTOH NPOOKOH.

HMuaukatopHass OyMmara, yHuBepcaJibHasl.

Meab 3JeKTpOJHTHYECKaA.

CTaHaapTHEIE PAacTBOPH MEIH.

PactBop A (OCHOBHOM); TOTOBAT cjaeayiomium odpasom: 0,1 r agex-
TPOJHTHUECKOH MeaHu pacTBopsAOT B 10 ¢M® a30THOH KHCJOTHI, pa3daB-
JeHHOH | : 2, U KHANATAT A0 YAaJeHUs OKHCJAOB a30T1a. 3ateM PacTBOP
OXJIaZKJal0T, NePeBOIsT B MEPHYIO KoJA0y BMecTuMOCTEIO 1000 cMm?, o-
BOASIT A0 METKH BOJOH, llepeMelIMBAIOT. | c¢M3 pacTBOopa A COAEpPHKHUT
0,0001 r menu.

Pactrop B; rotoBsar caeaywium obpasoMm: 10 cm3 pactopa A 1me-
PEeHOCAT B MEPHVIO KOJOy BMeCTHMOCThIO 100 cm®, pazbaBasior BO10i
00 MeTKu u nepeMemuBaiot 1 cm?® pacrBopa b coxepxur 0,00001 r
Meau. PacTBop b rotoBaT B A€Hb IpUMEHEHHS.

2.3. IlpoBenenne aHagausa.

2.3.1. Hagecky npunosi Mmaccoii 0,1 r noMemiaroT B CTakaH BMeCTH-
mMocTeio 100 cm3, npuaupawt 10 ¢cM? cMecH KHCJAOT H PACTBOPSIIOT i)
yMepeHHOM HarpepaHuH. COXEpPXKHMOe CTaKaHa OXJaxKJAawT, HelTpa-
anu3y1oT 20Y%-HeIM pacTBOpoM THAPOOKHCH HATpus A0 1,0—2 no yHU-
BepcaJbHOH HHAMKATOPDHOH Oymare. PacTBop oXxi1axKAaOT, NEPpEeHOCST
COJepKUMOe CTakaHa B JeJHUTe/JbHVIO BOPOHKY BMeCcTHMOCTBhIO 50 cM?3,
oOMBIBaIOT cTakaH 10 ¢M® BoABl B TpH npueMa, npuianBait 10 cm® pa-
cTBOpa KapbamHHaTa CBHHLIA B XJopoopMe U BCTPSIXHUBAIOT 2 MIHH.
[Tocse paccioenus XKUAKOCTEH XJIOPOMOPMHBIH CJOH CAHBAIOT B CYXVIO
MEepPHYIO KOJIOY BMECTHMOCTbIO 20 cM3. B Ae/UTelibHYIO BOPOHKY CHOBA
npuauBamor 10 cm® pacTtBopa AHATUIAAHUTHOKapOamMUHATA CBHHUA H
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BcTpsixuBawT 2 MHH. llocse paccnoeHna xuapkocreil XaopodopmHbie
BBITSXKKH OOBEAHHAIOT, JOBOIAT 10 METKH XJOPOQOPMOM, 3aKPBIBAIOT
NPDHTEPTOH CTEKJSIHHOH npoOKo# u nepeMemuBator. Uepes 10—15 mun
H2MEPSAIOT ONTHYECKYH IMJOTHOCThL pacTBopa Ha (OTOINEKTPOKOJODH-
MeTpe C CHHHM CBeTOQUJABTPOM (AJ1HA BoJub 460 HM) B  KroBeTe
C TOJILHHOH cJ0s1 1 CM.

B KayecTBe pacTtBOpa CpaBHEHHs HCIIOJb3YETCS XJI0POodopM.

OnHOBpeMeHHO Yepe3 BeChb XOJ AaHAJMH3a NPOBCGAAT KOHTPOJbLHBIM
onpT. CoaepXKaHue MEIH HAXOASIT IO TPaJyHpPOBOUYHOMY rpadHuKy,
Y4YUTHIBAs [ONPABKY HA DEAKTHUBWI.

2.3.2. IlocTpoeHnue rpafiyHpoOBOYHOTO rpaduKa

B crakanel Bmectumocthio 1Mo 100 cm?® gaxawiii noMemiator 0: 0,5;
1,0; 3,0; 5,0; 7,0; 9,0; 11,0 cm® cranpaprHoro pacrsopa b, no6GaBasior
D CcM? CMecCH KUCJO0T, HedTpanusyor 20%-HEM pacTBOPOM THAPOOKHCH
HaTPpHs n0 1,6—2 no yHHBepCaJbHOM HMHAWUKATOpHOH Oymare U panee
4HaJH3 IPOBOAAT KakK yYkKaszaHo B m. 2.3.1.

[lo HaigeHHBIM 3HAUeHHSM ONTHYECKHX ILIOTHOCTEH pacTBOPOB H

COOTBETCTBYIOWIUM HM COJAEPNKAHHAM MeAH CTPOAT TPAAYHPOBOYHBIY
rpaHuK, yYHTHIBasd NOMpaBKy Ha PEaKTHBHI.
2.4, ObpaboTka pe3yJbTATOR

2.4.1. Conepxanve meau (X) B NPOLEHTAX BBIYHCIAAIT N0 (Hop-
My.Je

X . _m100

114

rie m-— macca MeAd, HauJeHHas 110 rpaaiyUPOBOYHOMY Tpaduky, r;
}j— Macca HaBeCKH I1poOHI, T.
2.4.2. AOGconoTHRIE JOMyCKAaeMble PacXoXKJAeHHs pe3yabTaToB TpeX
FapadsaeJibHBIX onpeeJeHul IIPH AOBEPUTENLHONH BePOSATHOCTH P ==0,95
He JOJI2KHBI NMPeBLILIATH 3HAYEHUH, VKA3aHHBIX B T1alJule.

1
AGconoTHBEIE AoNY- Conep:Ka e MelH, ABCOMIOTHRIC AONY -
ColepKaHue MenH, % CKaeMble pacXoix- o/, i CRAEMbIE PACKOM-
| nenuns, % " neHus, %
Ot 0,002 go 0,005 0,001 Cs. 0.03 zo 0,05 0,004
Ca. 0,005 » 0,01 ‘ 0,002 » (005 » 0,10 0,01
s 0,01 » 0,03 0,003

(U3meHenHan pepakuusi, Uam. Ne 1).

3. OBBEMHLIH DTOP-HOAOMETPAYECKMU METOL
{npu cogepxaumm meau or 1,2 o 29%]

3.1. CyLIHOCTh MEeTOoxAa
MeTox OCHOBAH Ha peaKlUd BOCCTAHOBJEHHS HOAWAOM  Kalkd
JIBVXBaJEeHTHOH MeJIH 10 OJAHOBAJEHTHOH (DOPMBI, NMPH 3TOM BEIAE.IS-
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IOTCH LOAN MEe1l U JIeMCHTAPHEBIM oA, BoijaeuBwiiica A0 TUTPYIOT
pacTBOPOM THOCVJAb({para HaTpPHA.

3.2. PeakTHUBBl U pacTBOPBHI

KucJqaota coasuag no 1'OCT 3118—-77.

Kucaota 6pomucrorogopoanas no IOCT 2062 —77.

Kucaora aszornasg no I'OCT 4461-—77 u pasGasaenuas 1: 1.

Kuciaora ykcycnag no 'OCT 61—75, paz6GaBiaernnas 1 : 1.

bpom no T'OCT 4108—79.

bpoMKkHca0oTHaAs: ¢MecCh, TOTOBAT CJAeAVIOUIUM odpa3oMm: K 49 cm?
KOHIEHTPHPOBAHHOH COJASTHOH KHCJOTHI NPUAHBAIOT 495 c¢M3 OGPOMHCTO-
BOJTOPOAHOH KHCJAOTLI H OCTOpPOoXKHO pobapasaioT 10 cm® 6poma. Cmech
XPAHAT B 3aKPBITOI KoJbe.

CoJstHO-VKCYCHAs1 CMeCh; TOTOBST cJelywoiiuM obpasom: Kk 200 cm?
KOHILEHTPHPOBAHHONI COASHOH KHCJAOTH JobaBasiior 150 c¢M® yKCyCHOH
KACAOTH, pazbasaendon | : 1.

Ammonusi ¢ropuctbii no I'OCT 4518—75, pacTBOp; roTOBSAT CJle-
ayvwounm odpasom: 600 r cosnu pacteopswoT B 1000 cm® Boabl. PactBop
XPAaHAT B NOJUITUJACHOBOH NMOCYAR.

Kanuft #ioxuersii no FOCT 4232—74, 209% -amii pactBop. PacTBop
100K eH ObITh OeclIBeTHHIM.

Kpaxmaa pacrsopumbii mo 'OCT 10163—76, 1%-nmi  pactsop,
CBEXKENMPUTOTORJEHHBIU.
Meab 3JeKTpouTHYeCcKas.

CTanaapTHBIH pacTBOp MEOH TOTOBAT cAeAyHmHM ob6pasoM: 0,5 r
JEKTPOJUTHUECKOH MeEAU PacCTBOPHIOT B CTAKaHe BMECTHMOCTLIO
300 cm® B 10 cm?® asorHolu KUcCJOTH, pasdaBaeHHoi 1:1. Crakan 3a-
KPbIBAIOT wacoBbIM CTeKJOM. [locse pacTtBopenns Mmertadia CTeKJAO 0O0-
MBIBAIOT, HArpeBalOT PACTBOP A0 YAAACHHA OKHCAOB a30Ta H COKpaile-
HUs1 0O0beMa A0 2—3 cM?. OCTaToK OXJaXHalwT, pa3dbaBJasioT BOJAOH U
NePEeBOAAT B MEpPHYIO KOJAOy BMecTUMOCThIO 900 cM®, NOBOAAT AO MeT-
K¥ BOJOH, nepemeiinsalt. 1 cm® pactsopa coaepxkut 0,001 r Menn.

Hartpuii cepHoBaTHCTOKMCABIH (THOCyJAbdar Hatpusa) no CT COB
223—75, 0,25 H. pacTBOp; TOTOBAT CjeAyOIHUM o0pa3oM: 6,2 T THO-
cyviabp(para Hartpusi pactBopsiior B 1000 cm® puctuaaupoBaHHOR BOIHI,
conepxaiuen 0,1 r kapbonata HaTpusl.

3.3. IlpoBejenre aHaJ/usa.

3.3.1. HaBecky npunosi maccoid 0,0 r noMeunialT B HHU3KHH CTaKaH
pMeCcTUMOCTBIO 250—300 cm?, npuauBaioT 10 cM® GPOMHCTOKHCAOTHOH
CMECH H PAaCTBOPSAIOT IpU yMepeHHoM HarpeBaHud. [locae pactBope-
I HABECKHU paCTBOP BLINAPUBAIOT J0CYyXa, HE A0BOAS A0 KHUIIEHHS.
K cyxomy octaTky npuauBaT 10 cM® KOHUEeHTPHPOBAHHOH COJISTHOM
KI:CJOTH, BEIIAPHUBAOT AOCYyXa. 3aTeM OCTaTOK CMAaduEaloT D ¢Mm® KOH-
HEHTPUPOBAHHOH COJMIIHOHW KHCJAOTHI U OCTOPOXKHO, He mneperpenas,

HOJHOCTbIO YAAJAAI0T H30BLITOK KHCJIOTH H €e KOHJeHCaT Ha BHYTPEH-
HeH MOBEPXHOCTH CTaKaHa.
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Ilocne oxnaxnaeHuss B cTakaH ¢ OCTaTKOM NPHJAMBAIOT 3,5 ¢M? co-
JITHO-VKCYCHOH cMecu u3 Owopetku (uad numnetku), 12,5 cm® ropsuei
BOJbl, HATPETOH NOYTH A0 KHIEHUs, H OXJaxKJIaloT. 3aTeM BHOCAT IIH-
MeTKOW 5 cM® pactBopa (PTOPHUCTOTO AMMOHHHA, OOMBIBAg UM CTCHKH
cTakaHa, u 10 cm® paciBopa HOOHUCTOTO KaJausi. BuiaenaHBUINHCS HOZ,
THTPYIOT pacTBOPOM THOCYJIbaTa HaATPUA 0O COJOMEHHO-2KeJTOH
OKpacKH, AobapJgT 2—3 ¢M3? pacTBopa KpaxmaJa H MNOPOAOJNKAIOT
THTPOBaHHe 0 HCUYE3HOBEHHS CHHEH OKPACKH.

OQHOBpeMEHHO Yepe3 BeCb XOA aHaJjdu3a NPOBOAAT KOHTPOJbLHBIH
ONLIT U BHOCSIT NONPaBKy B pPe3yJ/JbTAThl THTPOBAHUS pacTBopa NPOOLL.

3.3.2. YCTaHOBKa TUTpaA pacTBOpa THOCVJIb(aTa HaTpHUsl.

Turp pacrBopa THOCyAb(aTa HATpHS YCTAHABJHBAKOT IO CTAHAAPT-
HOMY pPacTBOPY MeIH.

[lJis1 YCTAHOBKH THUTpa B UYEThIpe-IsITb CTAaKaHOB BMECTHMOCTBLIO IIO
250—300 cM3® KakABIH NMPHJAHBAIOT AJHKBOTHBIE UacTH II0 25 ¢M3 CcTaH-
JIaPTHOrO pacTBOpa M BHIIIAPHUBAIOT A0CYXa. K CYyXOMy OCTaTKy INpH-
JUBAIOT O ¢M3 COJISHOH KHCJOTHI H CHOBA BHIMAPHUBAIOT JOCyXa. 3aTeM
OCTaTOK CMAauyuBaWT o CM? COJSHOM KHCJAOTHEI U OCTOPOXKHO, He Iepe-
rpeBasi, BHIIapUBAIOT AOcyXa (CyXHe COJIK JOJKHB OBITH T0JyOOTO
nsera). [locae oxyaxKaeHuss B CTAKaHL IIPUJAUBAIOT U3 OOPETKH (HAU
nuneTku) mno 3,5 cm? CONSTHO-YKCYCHOH cMmecH, no 12,5 c¢m3 ropsiueli Bo-
Ibl, HATPETOH NOYTH OO0 KUIMEeHUd, OXJAKAAKT U jaaJjee aHAJHU3 IIPOBO-
I8T KaK yKaszaHo B O. 3.3.1.

Tutp pacrBopa THOCyJabtarta Harpuss (7), BeIPaxKeHHBIH B r/cm3
MEJAU BBIYUCISIT IO (OpMyJe
Vi T,

T'_ ’
v

rie V;— ob6beM cTaHAapTHOroO pacTBOpPa MEIH, B3ITOTO AJA YCTAHOB-
KU TUTpa, CM?;
T1— THTD CTAHAAPTHOTO pacTBOpa Menl, r/cm?;
V —o06beM pacTBOpa THOCYJAb(AaTa HATPHS, HU3PaACXOJ0BAHHBIH
Ha THTPOBaHHe, CM°.
3.4. ObpaboTKa pe3yJabTaToB
3.4.1. Cogepxanue Meau (X;) B INPOHEHTAX BBIUUCAAIOT N0 HOP-
MyJie
X, — _T-v:100

m

rie V-—ob6beM pacTBopa THOCYJb(hAaTa HATpPHsI, U3PACXOAOBaHHBIM Ha
TUTPOBAHHE, CM3;
T — THTp pacTBOpa THOCYyJb(ara HATPHS, BHIpaXKeHHBIH B I/CM°
MEIH;
m — Macca HaBeCKH, T.
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3.4.2. AGCoJIIOTHBIE AONYyCKaeMbie pacXoXKAeHHS pe3yJbTaTOB Tpex
rapaJiiesbHbIX onpeleieHUH Npyu AOBEPHTeJbHOH BeposiTHoCcTH P =0,90
He JIOJIZKHBI npeBbiath 0,1 Y.

(Hamenennas nenakuus, Uam. Ne 1).



AzmerneHue Ne 2 TOCT 1429.4—77 [Ipunod ONOBAHHO-CBHHHOBHIE. MeToAbl onpeae-
NEHUS CONEPKAHUA MEAH

YreepxKAeHOo M BBeAeHO B AeHCTBHe [locTaHOoBaeHHem [OCYyAApPCTBEHHOIO KOMHTETA

CCCP no cranupapram or 30,06.87 Ne 3015
J1ata BBepenus 01.02.88

HanMmenosauue craugapra. HMCKVIOUATL CJA0BO: «COAepxKaHHA»;, «content».

IToa nauMenoBanueM crtangapra npoctaBuTh Koa: OKCTY 1709.

[Io BceMy TEKCTY CTaHAApPTa 3aMEHHTH CJIOBA: «COAEpXKAHHE» Ha «MaccoBaf AO-
as» (kpome nm. 2.3.1, 2.3.2), «%-HElit pacTBOp» Ha «pacTBOpP ¢ MaccoBOW ROJeH %:vf.

[Myukr 2.4.2. 3aMeHUTH CJ0BA: «Ppe3yabTaTOB TpeX MapasiyieNibHLIX ONpeJeNeHHH»
2 «PE3VIbTATOB aHATH3aY.

IHynkt 3.2. 3amenuts caoBa: «0,25 H. pacTBOp» Ha <«PacTBOpP KOHUEHTPALHER
0,20 Mo.Jb/AM®3».

[lynkr 3.3.2. 3amenuTh cJaoBa: «TuTp» Ha «MaccoBas KoHUeHTpanusi», «TuTp
pactBopa THOCY.b(aTa Hatpus (7T), BopaxeHHol B r/cM3 Meau» Ha «Maccosvio
KOHHEHTPALHIO pacTBOpa THOCYJb(aTa HATPHS, BHIPAXKEHHYIO g I/cM3 Mexu».

[Iynkt 3.4.1. 3aMenHTb CJOBa: «THTP pacTBopa THOCYJabdaTa HATPHS, BHIPAKEH-
HBIH B r/cM3 MexH» HA «MaccOoBasf KOHUEHTPAaUHA THOCYJAh(aTa HATPUS, BHIPAXKEHHIR
B I'fcM3 Meau».

Iyt 3.4.2. 3ameHuTb €J10Ba: «pe3yJbTATOB TpeX NapasiebHBIX ONpereaCHH»
Ha «Pe3y.abTaToB aHagH3ay.

(MYC Ne 11 1987 r.)



