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M EXT TOCYOAPCTUBEHH®bB I CTAHAOAPT

POCPATblI KOPMOBbLIE

MeTogbl onpegeneHns CBUHLA roCcT

24596.9-81
Feed phosphates.

Methods lor determination of lead

MKC 65.120
OKCTY 2109

[Jara BeegeHns 01.01.82

HacToswuiA cTaHAapT pacnpocTpaHseTcs Ha KOpPMOBble (ocaThl, NoMyvyaeMble U3 MUHEPANbHOIO
cbipbs, cogepxalume ot 0,001 go 0,01 % cBMHUA, U yCTaHaBNMBaeT METObl ero OrnpefeneHuns.

1 OBWMWE TPEEOBAHWNA
1.1. O6wwme TpeboBaHns —no FOCT 24596.0.
2. W3BJIEYEHWE CBWHLUA B WE/IOYHOWN CPEAE

2.1. PeakTtuBbl 1 pacTBopbl

BopoHka BroxHepa.

XenatuH nuwesoii no MOCT 11293

Kucnota conaxaa no MOCT 3118, pacTBOp C MaccoBOi JONel CONsAHOW KncnoTbl 20 %.

HaTpusa rugpookunck no TOCT 4328, pacTBOp C MaccoBOi foneii rugpookucu Hatpus 5 un 40 %.

2.2. TpoBsefeHve 13BneYeHns

Mpoby aHanM3nMpyemoro npoaykTa, nogrotoneHHyto no FOCT 24596.1, maccoli B COOTBETCTBUM C
Tabnuueid, MOMeLaT B CTakaH BMeCTUMOCTbH 250 cM3, fobaBnstoT 50 cM3 pacTBopa COMSIHON KUC/OThI
N KUNATAT B TeyeHne 3—b5 MuH. PacTtBop HeinTpanusytoT 40 %-HbiM pacTBOPOM TMAPOOKUCU HaTpus
(KOHTPO/b MO YHMBEPCaIbHON NHAMKATOPHOW 6ymMare, KyCOUKu KOTOpOIA 6pocatoT B pacTBOp), NpUaMBaOT
75 cm35 96-HOro pactsopa rMapooKUCU HaTPUS, BHOBb KUMATAT B TedeHne 3—5 MUH U DUIbTPYIOT Yepes
(OUNbTP «CUHAA NeHTa* Ha BOPOHKe BroxHepa noj BakyyMOM.

Ocagok npombiBatoT 100—150 cm3 ropsiveil BoAbl, BMECTE C (PMALTPOM MEPEHOCAT B CTakaH, B
KOTOPOM MPOBOAMNOCE OCaX/eHWe, CMblBas OCTATKM OCajKa ¢ BOPOHKM 15 cMm3pacTBopa COMAHOM KUCNOTbI
tt 30 cm3 Bogbl ¥ fo6aBnaoT 0kono 0,1 rikenaTvHa. CofiepXXMMOe CTakaHa KUNATAT B TeyeHne 3—5 MuH
npy NOMeLLMBaHMK, a 3aTeM (DUILTPYIOT Yepe3 punbTp «benas feHTa» B MEpHYH KOnby BMECTUMOCTHHO
50 cM3 dUNbTP NPOMBIBAKOT ropsyeli BOJOA. PUNbTPAT NOCNe OXNKAEHUS 4ONMBAOT BOLOM [0 METKN U
nepemeLLnBaLoT.

PacTBOp MCNOMBL3YIOT A/19 OMpefeneHns CBUHLA.

Criocot Macca naneckui O6bem pacTBOpa. COAEPXALLIEro CBUHeL, A
Mac?/loll_algg A@(:gs; ‘chHua noco6 13BneyeHs aHanmsmpye[n_/loﬁ MPOGb. MOCTPOEHNS TPadyVPOBOYHOIO (padimka, CM
B B
OT 0.001 go 0.005 B wenoyHoli cpege 5,0—5,2 — 1,2;4;6 nS(4to COOT-
UM COOCaXAEHUCM BeTcTBYeT 50; 100; 200;
XNOPUCTBIM KaslbLimeM 300 1 400 MKr cBUHLA)
Cs. 0,005 go 0.01 To xe 5,0—5,2 4; 6;8; 101 12(4ToCoO0T-
BeTcTBYyeT 200; 300;
400; 500 »n 600 MmKr
CBUHLA)

W3paHune oduupansHoe MepeneyaTka BoCMpeLLeHa
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MpogaunkeHne Tab ruubl

O6beM pacTBopa, COAEPXaLLel0 CBUHEL, 4NN
NOCTPOEHMA TPafynpoBOUYHOI rpatduka, cM*

Macca HaBecku

MaccoHa» gona CHUMKa Cnoco6 usBneYeHunn .
Avanusnpyemoi npo6bl.

B Npoaykre. %

3 B
070,001 go 0.005 MornoueHnem 10,0-10,2 1,2, 4, 6 n 8 (uto
aHWOHUTOM COOTBETCTBYET 100;

200; 400; 600 w
800 MKr CBMHLA)

Cn. 0.005 go 0,01 Toxe 10.0-10.2 4; 6; 8, 10 m 12 (uT0
cooTBeTcTBYeT  400;
600; 800; 1000 wu
1200 MKF CBMHLA)

Maccy HaBecKW aHanuM3vpyemoii npoObl B3BeLUMBAOT W pe3ynbTaT B3BELUMBAHUS 3anuUCbIBAKOT C
TOYHOCTbIO 10 TPETLEFO ECATUYHOIO 3HaKa.
2.1. 2.2. (N3meHeHHas pegakums, Vam. Ne 1, 2).

3. MN3BJIEYEHUE CBMHUA COOCAXIAEHVNEM XJTOPUCTbLIM KANBUMEM

3.1. PeaKTuBbl 1 pacTBopbI

BopoHka BroxHepa.

Hatpusa rugpookucs no FOCT 4328, pacTBopbl C MacCoBOW 0Nl rapookmcy Hatpus 5% u 40 %.

Kanbunii xnopuctblii (06e3B0XeHHbIR) no TY 6—09—4711, u., pacTBOp C MaccoBoii goneid 30 %.

Kucnota consiHas no FOCI 3118, pacTBop C MaccoBoWi foneli consaHoii Kucnotsl 20 %.

(M3meHeHHasn pegakums, MN3m. Ne 1, 2).

3.2. TpoBefeHvie n3BMeYeHUs

Mpoby aHann3npyemoro npofykTa, nogrotoeneHHoro no MOCT 24596.1, maccoil B COOTBETCTBUM C
Tabnumuen, NOMeLaroT B CTakaH BMECTMMOCTbIO 250 CM', CMauMBatoT BOAON, npuamnsatoT 50 cm' pacTBopa
CONAHON KWUCMOTbI, KUMATAT B TeyeHne 3—5 MuH, f06aaTAlOT 5 CM' pacTBOpa X/IOPUCTOrO KanbLus W
nepemMeLLnBaioT. 3aTeM pacTBOp HelTpanu3ytoT 40 %-HbiM PacTBOPOM FMAPOOKMCK HaTpus (KOHTPOSb-
HO YHVBEPCa/IbHON WHAMKATOPHONM Bymare, KycOYkM KOTOpOi 6pocatoT B pacTBop), Ao6aaTsaoT 75 cm'
5 %-Horo pacTeopa rmpooKUCH HaTPUA, KUNATAT B TedeHne 3—5 MUH 1 (UNLTPYIOT Yepe3 PUNbTP «CUHAA
NeHTa» Ha BOPOHKe BroxHepa nof BakyyMOM.

Ocafiok npombiBatoT 150—200 cM’ ropsveil BoAbl U MEPEHOCAT B CTakaH, B KOTOPOM NPOBOAMNOCH
OCaX[eHue, CMbiBas OCTaTKM OCafka C BOPOHKM 15 cM' pacTBopa COMAHOM KucnoTtel n 30 CM' BOAbI U
pobaataioT 0kono 0.1 rxenaTuHa. CoaepXrMoe CTakaHa KUNATAT B TedeHne 3—5 MUH NpU NOMELLIVBaHNW,
a 3areM (UIbTPYIOT yepe3 UNbLTP «bOenasd NeHTa* B MepPHYK0 Konby BMecTUMOCTbio 50 cm3. Punbtp
MPOMbIBAIOT rOpsiyeH BOZOW. PUNLTPAT NOC/E OXNAXKAEHUS [ONMBAIOT BOAON 40 METKM U NepemeLLnBatoT.

PacTBop MCMoMb3ytOT ANA ONpefesieHns CBMHLa.

(M3veHeHHasn pegakuums, M3m. Ne 1)

Pasg. 4. (WckntoueH, M3m. Ne 1).
5. MONSAPOrPA®UUYECK METO OMPEAENEHNA CBUHLUA

5.1. CyuwHocTb meToza

MeTog OCHOBaH Ha M3MepeHUW NONAPOrpaduueckMx KpuBbIX «Cuna TOKa —MoTeHuman*, hopma
KOTOPbIX 3aBUCWUT OT KOHLEHTpauuu CBUHLA B pacTBOpe.

5.2. Annapatypa, peakTvBbl U pacTBOpbI

Monaporpad ¢ aBTOMaTMYeCKon 3anucbio nonsporpamm Tuna MMAT-1 wan Apyroin aHanor MYHbIA.

A30T razoobpasHblii 1 xmaknin no FTOCT 9293 nam aproH razoobpasHelil 1 xmnakuii no FOCT 10157.

Kuncnota ackopbuHoBas HULLEBaS.

®OoHOBOE BeLLECTBO —pPeaKTUBHAA CO/b, MMEOLLAs COCTaB, aHaloMMUHbIA C aHaIU3MPyeMbIM NPo-
BYKTOM (ecnv aHanusupyemblii NpoAyKT WMeeT OTKNOHEHUA B COCTaBe, aHann3 MpoBOLAT Crnoco6om
CpaBHEHMS).

PactBop, cogepxawmii | mr cBuHua B | cm' (pactBop A), rotoaT no FOCT 4212. Pactsop,
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cogepxawmin 0,1 mr ceuHua B | cm3 (pactBop b), u pactsop, cogepxawmii 0.05 mr cenHuya B | cm3
(pacTBOp B); rotoBAT pasbasneHnem pacteopa A. PactBop B rogeH B TeueHue 24 u.

(U3meHeHHas pepakums, N3m. Ne 1,2).

5.3. Togrotoska K aHanusy

5.3.1. TMocTpoeHue rpagyMpoBOYHOr0 rpamka

[ns noCcTpoeHns rpafyvMpoBOYHOIO rpaguka roToBAT CEPU0 PacCTBOPOB CPaBHEHUSA: B MATb CTaKaHOB
BMeCTMMOCTbIO 250 cM3 kax bl BHOCAT no 5.0 r hoHoBoro Bewectsa (10,0 r poHOBOrO BelecTBa — npu
BbIE/IEHUN CBUHLLA MOM/IOLEHNEM aHWOHMTOM) U NUNETKOW C AeNeHNAMN BMECTUMOCTbI0 10 CM3 BHOCAT
pacTBopbl, cogepxawue cauHel, (b uam B), B COOTBETCTBMM C TabauLei.

[Janee aHanv3 npoBoAAT uyepe3 BCe Onepauuy MO BblAENEHNIO CBMHLA B KOHKPETHOM MpPOLYKTe
(nn. 2.2; 3.2 unn 4.2).

15—20 cM3 KaX/0ro noiy4yeHHOro pacTBOpa MOOYEPeAHO BHOCAT B NOAAPOrpatiMueckyro syeliky,
Tyfda e Ha KoHumke Lnatens BHocsaT 0,1—0,2 1 ackop6MHOBOM KMCNOTbI, NpogyBatloT 3—4 MUH a30TOM
WM aproHOM W CHMMAOT NOAAPOrpaMmy HOPManbHY Un AndhepeHLanbHyo B 061aCTW NOTEHLMANOB
oT MuHyc 0,2 go MuHyc 1 B. OnpefenstoT BbICOTY BOJIHbI NOASAPOrpammbl CBUHLA C MOTEHLMaIoM
nonyBonHbl 0T MuHyc 0,45 go MuHyc 0.55 B (Mnm BbicoT)' nuka oT MuHyc 0,52 go MuHyc 0.60 B)
OTHOCUTENIbHO XN0PCEPEBPSHOro UM HACBILLLEHHOTO KaJIOME/IbHOro 3N1eKTPoAa.

O[HOBPEMEHHO NPOBOASAT KOHTPOJ/IbHbIA OMbIT B TEX XK€ YC/OBUAX U C TEM XK€ KO/IMYECTBOM
peakTMBOB, HO 6€3 pacTBOpa, COLEPXKALLErO CBUHELL.

Mo NonyYeHHbIM faHHbLIM CTPOAT rPagyMpPOBOYHBINA Fpaduk, 0TKNafbiBas Ha ocu abecumce cofepxa-
LLiMecs B pacTBOpax CpaBHEHMUS Macchbl CBUHLA B MUKPOrpaMmMax, Ha 0CW OpAMHAT —COOTBETCTBYHOLLME UM
3HaYeHUA BbICOT BOMH (MMKOB), 3a BbIYETOM BbICOTbI BOSHbI (NMKA) KOHTPO/IbHOrO pacTsopa B MUNINMET-
pax.

Kaxgasa Touka rpagyMpoBOYHOr0 rpadmka fo/mKHa NpeacTaBnsTe Co6OM cpeaHee apuimeTMHecKoe
pe3ynbTaToB ABYX MapaiNeNibHbIX U3MEpEHWA.

(N3meHeHHas pegakums, M3m. Ne 2).

5.4. TlpoBegeHve aHanm3a

5.4.1. Cnocob rpagympoBOYHOro rpafuka

15—20 cm3 pacTBopa, NPUrOTOBAEHHOro Mo nn. 2.2; 3.2 uan 4.2, BHOCAT B NOAsporpaguyeckyto
AYeiiKy 1 fanee aHann3 NPOJO/MKAOT TaK Xe. Kak ykasaHo B M. 5.3.

5.4.2. Cnocob cpaBHeHUs

B ABa cTakaHa BMECTMMOCTbIO 250 cM5 Kaxaplii BHOCAT Mpo6y aHanM3npyemoro npoaykra, NoAaro-
ToB/EHHYH0 Mo TOCT 24596.1, maccoii B COOTBETCTBUM C Tabnwvueid. BoanH cTakaH NUMMNETKON C AeNeHUIMM
BMeCcTMMOCTb0 10 cM3npunmnsaloT pacTeop b unu B B KonnyecTse, yKa3aHHOM B HOPMAaTUBHO-TEXHMYeEC-
KON [OKYMEHTaUMN Ha KOHKPETHbIW NPOAYKT — pacTBOpP CPaBHEHWS.

[Janee aHann3 npoBOAAT Yepe3 BCe orepaluu, KOTOpble BbIMOMHAIOT Npy OonpefeneHnuy CBUHLA B
KOHKPETHOM npofykTe (nn. 2.2; 3.2 unu 4.2).

15—20 cM3 KaXAoro nosly4yeHHOro pacTBopa Moo4yepejHO BHOCAT B MOMSPOrpagnyeckyto Sueiiky,
Tyda e Ha KOHYMKe wwnatens BHocaT 0,1—0,2 r ackOpOMHOBOW KUCMOTbI, NPoAyBaldT 3—4 MWH a30TOM
VNN aproHOM WM CHUMAIOT NONAPOrpaMmy HOPMasbHYHO U AN hepeHLManbHyo B 06/1aCTW NOTEHLMANOB
oT muHyc 0.2 go muHyc 1 B. OnpegenstoT BbICOTY BOSIHbI MOMIAPOrpaMMbl CBMHLA C MOTEHLUaNom
nonyBonHbl 0T MuHyc 0,45 no muHyc 0,55 B (nnm BbicoTy nuka oT muHyc 0.52 go muHyc 0.60 B)
OTHOCUTE/IbHO X/10pCepebpsHOro UM HaCbILLEHHOIO KaloMe/IbHOTO 3M1eKTPOoJa.

5.5. O6paboTka pe3ynbTaToB

5.5.1. Cnoco6 rpagyupoBOYHOro rpaguka

Maccosyto fonto cBuHLUA (X) B NpOLEHTax BbIYMCAAKOT Mo Gopmyre

yy T.m100
* *"SHEF’

rae T —macca HaBecKy aHanu3vpyemoid npobsl, T;
/4, —Macca CBMHLa, HailfeHHasa No rpagynpoBOYHOMY rpatinKy, MKT.
3a pe3ynbTaT aHanu3a NpUHUMalOT cpefHeapuiMeTUUeCcKoe 3HaYeHUe BYX NapanenbHbIX onpeje-
NEeHWi, AOMYCKaeMble PaCXOXAEHWUs MeXAy KOTOPbIMU MpU AOBEPUTENbHOW BeposiTHOCTM P = 0,95 He
[OMMKHbI MPEBbILLAT:
0.001 % —npuK MaccoBoi Aone cBMHLA OT 0,001 40 0,005 %;
0.003 % — NpW MaccoBOi foNie CBMHLA CBbille 0.005 40 0.01 %.
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5.5.2. Cnocob cpaBHeHUs
Maccosyto fonto csuHua (/1,) B NpoLeHTax BbIYUCAAIOT No opmyne

y h T.- 100
1 (A-N)eTe 105

roe J1—BbicoTa BOMIHbI (MUKa) aHaNM3MpyemMoro pacTeopa, MM;
Jl —BbICOTa BOMHbI (MMKA) aHANU3MPYeMOro pacTBopa C BBEEHHbIM KOMMYECTBOM CBMHLA (pac-
TBOpOM B vnm B), mm;
T — Macca HaBeCKM aHaM3npyemoii npo6sl, T;

/v, —macca cBUHLA, BBeLEHHas B aHa/IM3MPYeMbIi pacTBOP, MKT.

5.5.1, 5.5.2. (M3veHeHHaa pefakuus, V3m. Jir 1).

5.5.3. Pe3ynbTaT aHanM3a CUMTatOT COOTBETCTBYHOLMM Tpe6GOBaHMSAM HACTOSALLEr0 CTaHAapTa, ecim
BbICOTa BOMHbI (MMKa) NOAMPOrpaMMbl aHaM3MpPyemMoro pacteopa OyfgeT He 6onee BbICOTbI (MMKa)
nonsiporpaMmbl  pacTBopa CpaBHEHWS WU PasHOCTWM Mexay BbicOTaMu BOAH (MWKOB) MOAMPOrpamMmm
pacTBOPOB CPaBHEHUS N aHAN3MPYEMOTO.

(BeegeH fononHutensHo, M3m. Ns 1).
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MH®POPMALMNOHHbBIE JAHHbI E
1. PA3PABOTAH 1 BHECEH MWHUCTEPCTBOM XMMMUYECKOW MpombiieHHocTn CCCP

2. YTBEPX/EH W BBEJEH B JJEVICTBUWE [MocTaHoBAEHWEM "ocypapcTeeHHoro komuteta CCCP no
cTaHgapTam ot 13.02.81 Ne 706

3. BBEJEH BTIEPBbIE
4. CCblI/TOYHbLIE HOPMATUBHO-TEXHUYECKVE AOKYMEHTbI

O6o3HaueHve HT/,. Ha KOTOpbIl aiiHa ceblka Momep nyHKTa, NOAMyHKTa

FOCT 3L1S—77 21.31

FOCT 4212-76 5.2

FOCT 4328-77 2.1. 31

FOCT 9293-74 5.2

FOCT 10157-79 5.2

FOCT 11293-89 21

FOCT 24596.0-81 11

FOCT 24596.1-81 22.3.2.542

TY 6-09-4711-81 31

5. OrpaHunyeHne cpoka AeiCTBMA CHATO Mo npoTokony Ne 7—95 MexrocyapCTBEHHOro COBeTa Mo CTaH-
fapTusauum, metposnorum u ceptudukaummn (MY C 11—95)

6. W3OAHWE (anpenb 2004 r.) ¢ N3meneHuamu Ne 1, 2, yTBepxaeHHbIMU B (heBpane 1986 r., fekabpe
1990 r. (MYC 5-86, 3-91)
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