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®EPPOHNOBNA
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MeTog onpefeneHus coaepXaHus caumua 1593311 8 '7 0

Ferronlobium Method for the determination
of lead content

MoctaHoBneHneM KomwuTeTa CTaHAapTOB, Mep W W3MepuUTeNbHbIX MPUOOPOB Mpu
Cosete MwuHuctpoB CCCP ot 6V 1970 r. Ne 626 CpOK BBEAEHWA YCTAHOB/NEH
C 1VIl 1971 r.

HecobntogeHve craHgapta npecnegyetcs no 3aKoHy

HacToawmini ctaHgapT pacnpocTpaHseTcs Ha (eppoHuobuii n yc-
TaHaBnMBaeT (HOTOKONOPMMETPUYECKUI MeTOof OnpefeneHust copepika-
HUSA CBUHUA (Mpy cogepXaHuu cBuHUa oT 0,001 go 0,10%).

MeTon OCHOBaH Ha BbiAe/fleHMM CBUHLA THoaueTamugox Ha Kon-
NleKTope a3oTHOKMCMOoN Meau U3 amMMmaqyHoro pactsopa B MPUCYTCT-
BN KOMM/IeKcoobpasosaresns.

OT conyTCTBYIOLWNX 3/IEMEHTOB CBUHEL, OTAENSIT Ha aHWOHHre
3/[3-10MN. CsuHeL BmecTe C LMHKOM pgecopbupytotr 0.02 n pactsopom
COMSHOM KWUCNOTbl H M3BNEKalT CBUHeL, AWTH30HOM. [loslyyeHHoe
KOMM/IEKCHOE COefMHeHWe [AWTW30HaTa CBWHUA (OromMeTpupylor Mo
CMeLLaHHOM OKpacKke C 3e/ieHbIM CBETOW/IbTPOM.

MpuMeHeHne MeToga npegycMaTtpuBaeTcs B cTaHAapTax W TexXHu-
YeCKMX YCNOBUSAX, YyCTaHaBAMBaWLWMX TexXHUYeckne TpeboBaHWSA ua
theppoHMo6uii.

1. OBLWME TPEBOBAHNA

11 nnayle TpeboBaHMs K MmeTogy aHaim3a — no [OCT

2. AMNMAPATYPA. PEAKTUBbI 1 PACTBOPbI
POTO3INEKTPOKOSIOPHMETP.

Kncnota @ropuctoBogopogHas (nnasukoBas kucnota) no FOCT

M3gaHne oguumansHoe Mepeneyatka BocMpeLleHa
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Kucnota conaHaa no FOCT 3118—6? u 2; 1,5 0,5 1 0,02 H pac-
TBOPbI.

Kucnota asotHas no FOCT 4461— 67.

AMMOHUM NIMMOHHOKUCAIV ABYy3aMelleHHbli no TOCT 3653— 70.

AMMOHUIA NIMMOHHOKUC/IbIA TPCX3aMCLUCHHbIA no TOCT 9264— 59.

AMMOHMIA WwaBeneBokucnbli no FOCT 5712— 67.

PacTtBOop KOMMnexcoobpasoBaTesi; rOTOBAT crenylwmm obpasom:
K 1 n 40%-HOro ABys3aMelleHHOro Win rpexsamMelleHHoro pacTtsopa
JIMMOHHOKMCNOro amMoHuss [06aBasoT 1 1 HacbIWEHHOrO Ha X004y
pacT3opa WaseneBoKMUC/I0ro aMMOHUSA Y NepemMeLInBaroT.

AMMUMak BogHbii no FOCT 3760— 64 wn pa3baBneHHbIi 1:3,
1 100.

Mepab asoTHokucnass no FOCT 4163— 68, '1%-Hblii pacTBOp.

M'mapokcunaMuH consHokmcabii  no FTOCT 5456— 65 u 1%-Hblid
pacTBOp, OYULLEHHbIN AHTM30HOM: 300 MN 1%-HOro pacTsopa ruapo-
KCunamuHa HelTpanusylT ammuakom go pH 6— 7, nepeBogAat B Ae-
NINTENBHYIO BOPOHKY BMeCTUMOCTbO 500 M n gobasnsawT no 10 mn
0.1%-Horo pacTeopa AWrH30Ha B YEeTbIPEXX/IOPUCTOM  yriepoge [o
Tex nop. noka mnocnefHsas nopumss OUTU30HA He CTaHeT TeMHo-3efe-
Horo upeta. M36bITOK ANTU30HA W3B/EKAKT YETbIPEXX/IOPUCTBIM Yyrie-
poJom [0 Tex Mop, Moka MocnefHAs ero rnopuusi He CTaHeT npo3pad-
HOM 1 GecLBETHOI.

TuoaueTtamung, 2%-Hblli pactnop.

Cmecb CONsiHOM M a30THOM  KMcnoT (uapckas BOAKa); rOTOBAT
cnepywowmnm obpaszomM: K 900 .m1 consiHo KucnoTbl npunusaioT 300 1.7
a30THOW KMCNOThbI Y NepemMeLLrBatoT.

MNOHHOOOMEHHaa KOJMIOHKa, HamnosiHeHHas aHuoHutom 3/3-10M B
X/IOP-MOH (POPME; AHUOHWT TFOTOBAT Ccreaylwym obpasom: 50 T aHmo-
HuTa 3/43-0M nomewawT B cTakaH BMecTumocTbio 300— N0 mn.
NpoMbIBalOT nyTeM AekaHTauuu 3— 4 pas3a BOAOW AN yAa/leHUs Mbl-
NeBUAHbIX Yactuy, 3anmBaoT 300 M1 2 H pacTBopa COJMSAHOW KUC/OThI
N OCTaBMAT Ha CYTKM A7 MOMHOro HabyxaHWs 3epeH aHuoHuTa W
W3B/IEYEHUSI OCHOBHOWM Maccbl >kenesa. Kucnoty cnuvsaloT, MNpoMmbiBa-
10T NyTem JeKaHTauuu elle HEecKoslbko pa3 2 H pacTBOPOM COMSIHOW
KWUCMOTbl 10 MOJIHOK YAanieHns KaTMOHOB Xenesa (npoba c pogaHu-
[OM amMoHMA unm Kanusa) u 0,5 H pacTBOPOM COMAHOM KUCNOTbl A0
MNCYE3HOBEHNA OKpPackyM B MPOMbIBHOW >KMAKOCTW. 3aTeM MpOMbIBalOT
aHWOHUT HeCKONbKMMK nopumammn no 100— 150 M AUCTUANNPOBaHHOW
BOAbl W, B3MYTUB aHWOHWUT, €ro MnopumsMn MnepeBoAsAT B KOJIOHKY, B
HUXHIOI 4acTb KOTOpPOW  npeaBapuTeslbHO MOMELLaloT  TaMmnoH U3
CTEK/IAHHOW BaTbl. CMOM aHMOHWUTA B KOJIOHKE [O/MKEH OblTb POBHBIM,
6e3 nys3blpbKOB BO3AyXa. BbicoTa kKonoHku 50 cM, anameTp 10 MM,
BbICOTa c/10A aHnoHnTa 25— 30 cMm.

aL



Op. 3 rocr is»».ie—70

deHoM0BbIA  KpacHbIl (heHoncynbdodTtasienH) no NOCT 4599— 61,
0,1%-HbIi pacTBOp B 20%-HOM pacreBopc 3TW/IOBOFO cCnvpTa.

CnNupT 3TUNOBbLIA pekTUMKoBaHHbI no FTOCT 5962— 67.

Yrnepog ueTbipexxnopuctbiii no FOCT 5827— 68.

OnTusoH (gudenunntHokapb6aszoH) no [OCT  10165— 62, 0,1 wun
0,005%-HbIli pacTBOp.

0,1%-HbIli pacTBOp AHIM30HA B YETLIPEXX/IOPUCTOM Yriepoge; ro-
TOBAT crnegyowmm obpasom: 0,1 e AMTU30Ha PacTBOPSAIOT Ha XonoAdy
B 30— 50 M1 4eTbIpeXXNOPUCTOro yrnepoga B CTakaHe BMECTMMOCTbHO
100 Mn, nepeBOAAT pPacTBOP B [AE/UTE/IbHYH0 BOPOHKY BMECTUMOCTbLIO
500 mn, npunmsatoT 200 M pasbaBneHHoro 1: 100 ammuaka U aHep-
rMYHO BCTpAXMBAOT. [JUTU30H nNepexogut B aMMuauHblli croli (pac-
TBOpP OKpaliMBaeTCs B KpacHbIA LBET), a MPOAYKTbl €ro OKWCMEHUS
OCTalTCsA B OpraHMYeckoMm crioe, Mpuaasass €My 3eJIEHY0 OKpackKy.
OpraHunyeckuii cnoii oTépacbiBaloT. BoOAHYK BbITSXKY * NPOMbIBAIOT
2— 3 pasa BcTpAxmBaHMeM ¢ 5— 10 M1 4YeTbIPEXX/IOPHCTOrO yriepoaa,
cnvBasi MocnefHWii nocne oTcTamBaHusA. 3aTeM npuavsalT 100 MmN
YeTbIPEXX/IOPHCTOro yrnepoga M 1,5 H pacTBOp CONSAHOW KUCMIOTbl A0
M3MEHEHUSI OKPacKu BOAHOro C/ios. PacTBOp 3HEPruyHo BCTPSAXMBAIOT
B TeYeHne 1— 2 MWH [/ MNOJIHOTO M3B/IEYEHUS [UTH30HA B KUC/bIA
cnoil. BopgHas ¢hasza npu aTom fo/mkHa obecuseumBaTbes. Mocne pac-
C/IOEHUSA pacTBOp AUTU30HA C/VBAOT B APYryH Le/IUTE/IbHYI0 BOPOH-
Ky U BCTpAXuBaKT ero 3— 4 pasa HO 1 MWMH co 100 M/ BoAbl. BoaHyto
a3y mnocne paccrnoeHuss oTbpacbiBalOT, a pacTBop [AHrM3oHa (ub-
TPYIOT 4epe3 Cyxoii (UMbTP B CYyXYH CKASIHKY M3 TEMHOro cTekna c
npuTepToin npobkoii. PacTBOp XpansaT B TEMHOM MPOX/JafHOM MecTe
He 6onee ABYX Heaerb.

0,005%-HbIi pacTBOP AMTU30HA B YETbIPEXX/IOPUCTOM  YI/IEPOAE;
roToBAT B [eHb MPUMEHEHWs COOTBETCTBYHOWWMM  pa3baBneHnem
0,1%-HOoro pacrTesopa 4YeTbIpexx/I0pUCTbIM YrneposoMm.

Kanuii numoHHokucnblhi no FOCT 5538— 51, 10%-Hblii pacTBop.

Kanuii  »cncaucrocuHepoaucTtbli  no FOCT  4207— 65, 5%-Hbii
pacTsop.

CraHfapTHble pacTBOPblI CBUHLA.

PactBop A; rotoBaT cnegyowmm obpasom: 0,1 I meTas/iIM4eckoro
CBMHUA MNOMeLaloT B CTakaH BMeCcTMMOCTbio 200— 300 M/1, pacTBOpAIOT
B 10— 15 MJ1 a30THOl KMCNOTbl, pa36aBneHHol 1: 1, N KOINYECTBEHHO
NepeHocAT B MepHyl0 Kosiby BMeCcTMMOCTbiO | /1. PacT3op ponvsatT
[0 METKN BOAOWM M XOPOLLO NepeMeLIMBatoT.

1mn pactsopa A cogepxxut 0.0001 r cBuHUA.

PactBop b; rotoeat cregywwmm obpasom: 10 M pactBopa A
nomMeLLalnT B MepHy Kos6y BMECTUMOCTbiO | /1, fonvBaloT A0 METKU
BOAOW M MnepemMeLuMBaloT.

1 mn pactBopa b cogepxxmut 0,001 Mr cBMHUA.

YHuBepcanbHaa nHAMKaTopHas bymara.

MnatnHoBasa vawka no FOCT 6563— 58.
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3. MPOBEAEHNE AHANTN3A

HaBecky teppoHnobus | I nomeljaoT B NIaTUHOBYIO YallKy, CMa-
ynBalT BOAOW, npwuavBaloT 3 M/ (PTOPUCTOBOAOPOAHON KUCNOTbI Y
OCTOPOXKHO, M36eras CUbHOro BCMEeHMBaHWA, NpPU6aBASAlT Mo Kanism
KOHLEHTPUPOBaHHYI0 a30THYK0 KWUC/IOTY [0 MOJIHOrO PacTBOPEHUA Ha-
Beck. CTEHKW Yawku 06MbIBAOT BOAOW W BbiMapusaloT pacTBop A0
Hayana o6pa3oBaHUsA KpPOMKM coneil. B uawky pgob6asnawt 30 mi
pacTBopa KOMM/ieKkcoobpasosaTensa W MepeBoAsaT ee COoAepXMMoe B
CcTakaH BMecTMmocTbio 300 M/, Bcero pacxofayss Ha 3ato 100 mn pac-
TBOpa KOMMieKcoobpasoBaTens. PacTBOp [O/MKEH ObiTb COBEPLUEHHO
npospayHbiM. HeliTpanuayloT pacTBop ammuvakom go pH 8 no yHu-
BEpPCa/IbHOW WHAWKATOpHOM 6ymare, gobasnawT 1 .m1 1%-Horo pac-
TBOpa a30THOKWCMON Meaw, 2 T CONMSAHOKWCAOrO ruApoKcunamuHa. Ha-
rpesaloT A0 KuneHus, npunusatoT 10 Ma 2%-HOro pacrteopa TWOaHO-
TaMmuga W BblAepXVBalOT pacTtBop B TeyeHne 10— 15 MUH npu
80— 30°C. 3atem npwunusaloT ewe 10 MA pacTBopa TuoaueTamuga W
OCTaBNAKT pacTBop Ha 2 4 npu 40— 50°C gna nyywen Koarynsauuu
ocafka.

Ocafok OT(UNLTPOBBLIBAOT Ha UALTP «benas» WM <okentas
neHTa» U 7— 8 pa3 NpoMmbIBalOT TEM/Oli BOAOW, B KOTOPY [06aBnsa0T
TnoameTamKkg, pasbasrieHHbii 1:200, 415 BOBMOXMO MNOSIHOMO OTMbl-
BaHWSA OT HMobua un Xenesa. OcafoK pacTBOpPAOT Ha wunbTpe B
10 M/ ropsdeli LapCcKol BOAKW, MpOMbIBalOT (unbTp 3— 4 pasa rops-
yeil BOOoON, cobupas chunbTpaT W MPOMbIBHblIE BOAblI B CTakaH, rge
Npou3BOAMNIOCL OcaxaeHne. PUNbLTP MOMeLWaT B MIATUHOBLIA TUrenb
n oxuraloT B Mydene. 301y [06aBaAOT K MCNbITYyeMOMY pacTBOpY W
BbiNapmBalT pacTBop Aocyxa. [NA yJaneHuss asoTHOW KWUCNOTbl CyXoi
ocTtaTok o6pabaTbiBaloT OBaXKAbl 5 M/ KOHLUEHTPUPOBAHHOW COMSHOM
KUCMOTbI, 3aTen pacTBOPSAOT ero B 20 M1 2 U pacTBOpe COMSHOW Kuc-
NOTbl M Mocfe OXNadKAEHUS  MPOMyCKalT pacTBOpP  4epe3 KOJIOHKY,
3apsKeHHy aHnoHuToMm 3/3-10M. co ckopocTbio 0,5 Mn/mMuH. Mpepa-
BapuTeNIbHO 4epe3 KOJIOHKY nponyckaioT 100 M1 2 H pacTsopa cons-
HOW KMCNOTbI CO CKOpOCTbIO 1 MAIMUH, 3aTem 100 MJ1 2 H pacTBopa
consiHoli kucnotbl H 50— 70 mn 0,5 H pacTBOpa CONSHOM KUCNOTbI ANA
MOSTHOTO BbIMbIBAHUA >Xesnesa (Npoba Ha POAAHUCTLI aMMOHWIA  1n
Kanuii). CBuHel BbiMbiBaloT 100 ma 0,02 L pacTBOpa COMSHOM KuC-
noTbl M 50 MN ropsiyeH BoAbl, MPOMyCKasi MX CO CKOPOCTb | MI/MUH.
dntoaT BbINapuBalT A0 MOJYYEHUS BJIAXHbLIX COMei, CMa4vvBaroT Conu
BOJOW, A,06aBNSAOT O4HY Kanio (heHOMoBOro KpacHoro, 2 M 1%-Horo
pacTBopa rmgpokcunammHa M Mo KaniasMm aMmvak, pasbasrieHHbIN
1:3, OO0 nepexofa OKpacku B poOOoOBYH. PacTBop nogkucaswT 1,5 H
pacTBOPOM COMSIHOM KWCMOTbl U npunamsaloT 0,5 M KMCNOTbl B U36bI-
TOK. 3aTem pacTBOp MepeBOdAT B [AE/IUTE/IbHYI0 BOPOHKY BMeECTU-
MocTblo 100— 150 mn, po6asnswT B Hero 2— 3 Ma 0,005%-Horo pac-
TBOpa AWrM30Ha W BCTPAXMBAOT 2 MUH 451 U3BMeYeHns megn. OQntu-

B



Ctp. 5 FOCT 18933.18— 70

30HaT mMeau oTbpacbiBaloT. V/3BneyeHwe meau MOBTOPAKT A0 Tex nop,
nokKa OpraHN4Yeckuin croli He MPUMET 3efleHyl0 OKpacKy. M36biITok av-
TH30Ha U3B/IEKAIOT BCTpsAXMBaHMEM C 3— 5 MJT UCTbIPEXX/IOPUCTOro
yrnepoga.

Mocne u3BneyeHnss wMean B pacTBop pAobasnsawT 5— 6 kanenb
10%-Horo pactBopa JIMMOHHOKWC/IOFO Ka/iva, aMMuUak [0 nepexoga
OKpacku B po3oByt. | Mn 5%-Horo pacteBopa theppounaHunga Kaavs
n yctaHaBnmsalwT pH 8— 9 HO yHMBEPCa/IbHON WHAWKATOPHON Gymare
1,51 pacTBOPOM COMSIHOW KWCMOTbl U aMMWaKoM, pa3basBrieHHbIM 1:3.

3arem K pacTteBopy pfo6asnsawt 2 Mn 0,005%-Horo pactsBopa Awu-
TM30Ha ¥ BCTpaAxmBalT 30 CeK [0 nepexofda 3e/1eHOW OKpacku AUTK-
30Ha B PO30BYK. [AUrM3oHaT CBUHUA CAUBAOT B NPOOWPKY C nputep-
Toli MpOGKOW. M3BneyeHne cBUMHLA MOBTOPSAIOT A0 TEX HOP, MOKa oue-
pefHas nopumMss AUTU30Ha MOC/e BCTPSAXMBAHUA He MOJly4uT CcepoBa-
TYl0 OKpacKy, XapakTepHyl [ANn5 CMellaHHOl OKpacku AuTu3oHaTa
CBUHLUA W AHrusoka. [llocsie 3Toro MnoBTOPAT M3BfeveHve ewe 1 MmN
OVUTU30Ha W, ecnn 3efieHasds OKpacka He MCYe3HeT, TO CBUHEL, U3BJieveH
NONHOCTBLIO. 3Ty nopumio  AuTuU3oHa oTtbpacbiBaloT. O6befMHEHHbIE
BbITAXKKM [AMTM30HaTa CBUHUA B NpPoOMpKax [AOBOAAT YeTbIpexx/iopu-
CTbIM Yr/iepofiom [0 O[MHaKOBOro o6bema W nepemeLumsaroT.

OnTnyecKytlo MIOTHOCTb pacTBopa MW3MEPSAT Ha (POTO3/1EKTPOKO-
NIOPKMCTpe C 3e/ieHbIM cBeTohunbTpoM (061acTb CBETOMPOMNYCKaHUSA
530 HM) B KloBeTax C TO/WMHOI cnost 5 MM. B KauyecTBe pacTBopa
CpaBHEHWS MCNO/Mb3YIT YeTbIPeXXNopUcTbii yrnepod. OfHOBPEMEHHO
Yepe3 BECb XOf, aHann3a MpoBOAAT KOHTPOJbHbIA OMbIT.

3.1. MocTpoeHne KalM6pPOBOYHOIro rpaduka

B cTakaH4MKM WMMECTHMOCTbIO Mo 50 M OTMepuBalT MUMNETKON
0; 1, 3; 5 7 n 10 MmN ctaHgapTHOro pacteopa b, yTto cooTBeTCcTBYET
0; 1; 3; 5, 7 n 10 MKr cBuHUa, A06aBASAIOT NO O4HOW Karsie deHono-
BOM0 KpacHoro, no 2 M/ 1%-Horo pacTesopa rHAPOKCUIaMUHa, Mo
5— 6 kanenb /IMMOHHOKUCAOroO Kasva, no 1 mn  5%-Horo pacteopa
deppouHaHnga kKanus 1, [obaBnsAs aMMuak, pasbdaBnieHHbId | 3.
ycTtaHaBnueawT pH 8— 9 no yHuBepcasibHOVW WHOAMKATOPHOW OGymare.
3aTeM pacTBOp NEepeBOAAT B [Ae/INTENIbHYH0 BOPOHKY BMECTUMOCTLIO
100— 150 mn. pgob6asnstoT 2— 3 mn 0,005%-HoOro pactBopa AUTU30HA
N BCTpAXuMBalOT A0 06pa3oBaHUA KpacHOro AuTu3oHaTa cBuHLUA. W3-
B/IEYEHME CBMHLA MPOBOJAT, KaK yKasaHo B pasf. 3.

Mo HageHHbIM 3Ha4YeHUsIM OMTUYECKUX MA0TUOCTE W COOTBETCT-
BYIOLMM WM KOHLEHTpaLUsiM CBMHLA CTPOAT Ka/IMOPOBOYHbIN rpaduk.

4. TIOACYET PE3Y/IbTATOB AHA/IM3A

4.1. CogepxaHve cBuHUA (X) B MpoueHTax BbIUUCASIOT Mo hop-
Mynam:
NPy NOCTPOEHUN KasIMBpPOBOYHOrO rpacuka
y q e1°
G. 1000
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roe:
g — KO/IMYEeCTBO CBUHL@A, HalieHHOe Mo Ka/MBpoBOYHOMY rpa-
tuky, B Mr\
G — HaBecKa BT,
Npu CpaBHEHUWN CO CTaHAAPTHbLIM PAacTBOPOM
Y — g(/>-/>.>= 1>
@a—DYH -G
roe:

g — KO/MYECTBO CBMHLA B KO/IOPHMETPMPYEMOM O6BLEME CTaH-
[apTHOro pacteopa B T;
D — onTuueckasi NIOTHOCTb MCMbLITYEMOFO PacTBopa;
Di — onTnyeckasi NAIOTHOCTb pPacTBopa KOHTPOJSIbHOFO OMbITa;
£52— onTuyeckasl MMOTHOCTb CTAHAAPTHOIO PacTBOpa CBUHLA;
G — HaBecka B T.
4.2. JonyckaeMble pacxoXAeHUsa Mexay pesynbTaTamu aHanusa
He [OO/MKHbl MPEBbIWATL BEMMYMH, YKa3aHHbIX B Tabnvue.
/:lonyckaemble pBGO)KJeMM*

Copepxute ceaHa* 8 N MeXAy rynKkumu pesynbrarta-
MU NSBNK3N 0 B6C. S

or 0,00! go 0.004 0.00e3
ce. 0,004 . 0.008 0.CO0-!
- 0.008 . 0.01 0.0005
0.01 , 0.02 0.C01
0.0-2 . 0.05 8,002
0,05 0.07 0.005
0,07 0,10 0,008
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