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XuMHKO-CNeKTpaJIbHBIiE METO aHAIN3a 12224.1—78

Osmimum. Chemical-spectral method of analysis

OKCTY 1709

JlaTa Beenenua 01.01.80

Hacrosiumii cTaHAApPT YCTAHABAMBACT XMMHMKO-CMICKTPAILHLIA METON ONpeAc/iCHUsl TUIATHHBI, UpH-
DM, Xene3a, HMKens, pYTeHMa (nmpH Maccosoit aone or 0,001 mo 0,02 % kaxnooro), mawianus, poaus,
30710T4, ccpebpa, MeaH, KpeMHs1, 6apis, HATpHsl, alIOMHHHs (py Maccosoii gone ot 0,0005 xo 0,02 %
KQKOOTO), MarHus (npu Maccosoii none ot 40,0001 no 0,004 %) B ocMumn.

MeTon OCHOBAH Ha OTTOHKE OCMHSI B BUAE YETHIPEXOKHCH M MCIIBPEHHH OCTaTKa, CMEWIaHHOro C
rpadMTOBBIM MOPOLUKOM, H3 KpaTepa rpadMTOBOIO 371€KTpona B AYTe NEPEMEHHOTO TOKa.

(M3menennas pepaxkuusa, Usm. Ne 3).

1. OBILIME TPEBOBAHUA

1.1. Obume TpeboBaHHs K Merony aHanu3a — no TOCT 22864.
(M3menennas pepakunusa, M3m. Ne 1).

2. ATITIAPATYPA, PEAKTHUBbBI 1 PACTBOPbBI

Teun TpyGuatast snckTpuycckas Ha 1000 °C.

BakyyM-Hacoc.

Cnekrporpad KBapueBblii cpenneii aucnepcun (tuna UCI1-30).

Cnexrporpad TpexnpusMeHHbiN creKnsRHbIM (THna UCI1-51 ¢ xamepoit 270 MM).

Crnekrporpad co ckpeleHHoit qucnepcuedi CTD-1 (MoXeT HCNoAb30BATHCA BMECTO NEPBbIX ABYX VISt
ORHOBPEMCHHOII PCTHCTPAUMH yabTpadHOIETOBOH U BUAMMOI 0ONacTH criekTpa).

IeHepaTop aKTHBH3HPOBAHHOIE AYTH NIEPEMEHHONO TOKA.

MiKpohOTOMETP HEPCTHCTPUPYIOLIMIA.

Kon6a ByH3cHa.

Jlonouxku nnariHoBbie no FOCT 6563.

Jlonouxn ¢apdoposbic Ne 3 no T'OCT 9147.

Bechl aHaNHTHYECKHC.

Crynka aratopasi ¢ TIECTHKOM.

Hinarcnes 13 OpraHHMYECKOro CTEKIQ M KHCTOYKA [UIS M3BJCYCHMS OCTaTKa M3 JIOAOYKH Mocie
OTIOHKH OCMMSI.

BioKcbl, 9KCHKATOPLI A1 XpaHEHHA NpoG M rpaayMpoBOYHbLIX 00paslioB; KIOBETHI M IHHIETH! AJiS
06paboTKH GPOTONNCHOK WM (POTOIIACTHHOK.

TNopowok rpacputoBblii Mapku OCY.

SnexTpoab! rpadHTOBbIE CNEKTPWIbHO-YHCThIe Mapok C-3, C-2, anaMeTpoM 6 MM.

O6pa3sLibl FPARYHPOBOYHbLIE.

Cnupt sTiI0BbIH pexTHduKoBaHHbIH TexHuueckuii FOCT 18300 nna npoTHpKH GIOKCOB, BECOB M
anmapaTyphl.

H3nanne opuunaibHoe IlepenedaTxka Bocmpemensa
»
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®DoroTexnnyecKas MieHKa «Mukpar-200» 1 KHHOIUIEHKa no3utHBHag M3-35 no TY 6—17—647
WIH POTOIIACTHHKH cneKTpanbHbie THNa DC 4yBCTBHTEIBHOCTHIO 5—10 OTHOCHTENIBHBIX €AMHMLL M
«TIAHXPOM».

Hatpust ritapookiick no TOCT 4328, pacTBop 2,5 MOb/AM".

Cxsmka Jlpexcenst BMecTHMOCTBIO 500 cM”.

IMposBures u ¢pukcax no FOCT 10691.0, TOCT 10691.1. [lonyckaeTcs NpHMEHEHHE NPYTOTro KOH-
TPacTHO paboTalollero NposBUTENS.

CraHnapTHeIii o6pasen CocTaBa OCMHS 17151 IPOBEPKH NMPaBIIbHOCTH PE3Y/IbTATOB aHA/IM3a.

Paznen 2. (M3menennas penakunus, Ham. Ne 1, 2).

3. MIOAI'OTOBKA K AHAJIN3Y

3.1. Merat maccoit 3,0 r noMelaoT B ILTATHHOBYIO JIONOYKY, KOTOPYIO BCTARISIOT B hapdopoByio
JIODOYKY M MOMELIAIOT B TPYOYATYIO 37eKTPHUYECKY10 Neyb. OnHH KOHell KBapLEeBO#i TPYOKH 371eKTPHUYECKO#M
TIeYH OCTaeTcs OTKPBITBIM, a APYTOl IrepMeTHYECKH COeqHHSIOT ¢ Konboit ByH3ena, cknsinkoi [dpekcens
¥ BAKyyMHOH JTHHHEN.

B xon6y Bynsena sanusaior 500 M, a B cKIaHKy Jlpekcens 250 cM® pacTBopa rHIPOOKHCH HAaTpHS,
BKJTIOYAIOT 3JEKTPONEeYb H CHCTEMY MOAKIIOYAIOT K BAKYyMHOI 1HHMM. [ledb NocTeNeHHO Harpesalor
o 600 °C H BeLAepXHBAIOT NIPH 3TOiT TeMIepaType B TedeHHe 1,5—2 4. 3aTeM pacTBOp OCMHATa HAaTpHs
U3 Konb6n bydseHa ciMBaloT B Opyryo Koily, a B KoiOy DByHzerRa NMpHIMBAIOT cBeXHi pacTBOp
THOPOOKMCH HaTpHs H NPONOIKAlOT HarpeBaHue. Ecau B TeyeHne 30 MMH 1lI€NOYHON pacTBOp He
OKpalIHUBAaeTCs, OKHCIEHHE H OTTOHKY OCMHS CYHTAIOT 3aKOHYeHHBIMH. JIONOUYKY H3BNEKAIOT U3 NEYH
H OXJIaXAAIOT.

(A3mesennas penaxkuns, Ham. Ne 1, 2).

3.2. B n1aTHHOBYIO JIONOYKY C OCTaTKOM NoMeluanT 50 Mr rpadHTOBOTO nopouika. OcTaTok BMecTe
¢ rpapMTOBbIM NOPOIIKOM aKKYPaTHO H3RTIEKAIOT H3 IUIATHHOBOI JIOAOYKH B araToBY1O CTYIIKY, 106aB/ISIIOT
rpaduToBoro nopoiuka Ao 300 Mr, TIWATEILHO pPacTHPaloT B TeyeHHe 30 MMH H NOMELIAIOT 3aNpecCOBKOH
B Kparep rpadMTOBbIX 3/EKTpOAOB (AMaMeTp Kpartepa 3,5—4,0 amM, rnybuHa 2—2,5 MM). [IpoTHBO3nexT-
POIIOM CJYXaT rpadHTOBblE CTePXHH LTHHOI 30—50 MM, 3aTOYEHHBIE HA YCEYECHHbIH KOHYC.

3.3. I'paaynpoBoYHBIe 06pa3Lbl AT CNEKTPLTBHOIC aHATH3A TOTORAT MEXaHHYECKMM MepeMelInBa-
HMEM MOPOLUKOB NpHMeceH (KBaIMGbHKALMY X. Y. pa3vmepoM YacTHl 0,15 MM) ¢ rpadHTOBLIM NOPOLIKOM.
CHayana roToBST OCHOBHOI o0pasell, H3 KOTOPOIo OTOMPAlOT HECKONBLKO MpoG i NpoBEpKH NOMOTeH-
HOCTH pachipelelieHHsl npuMecei. 3ared ocHOBHOM obpa3eu pa3GapisioT rpaHTOBLIM NMOPOUIKOM st
NOJIy4eHHS CepHM H3 lliecTH o6pa3LioB B HHTEpBiLle MaccoBbiX noieit ot 0,0001 no 0,2 %.

Jonyckaercsi NIPpUroToBRIEHHE IPadyMpOBOYHbIX 06Pa3LOB IPYTHM CHIOCOOOM.

3.2, 3.3. (U3meHennan penakums, Usm. Ne 2).

4. ITPOBEJEHHE AHAJIU3A

4.1. CneKTpbl rpalyMpOBOYHBIX 00pa3LOB, CTaHIapTHOro obpasua H npob dortorpadupylor Ha cna-
PEHHBIX cnekTporpadax npH cleaylolMX YCIOBHIX: WHPHHA LA KBapleBoro cnekrporpaga 0,015 Mm,
WIMPHHA LIeTTH CTeK1SHHOro cnekrporpada 0,005 MM; ocBelueHHe LUEIH TPEXJIMH30BBIM KOHACHCOPOM,
JIYTOBOH MPOMEXYTOK 2,5 MM, ciiIa ToKa 6,5—7 A, skcno3uuus 60 c.

Yabrpaduo1eToBblii Y4acToK cneKTpa ¢oTorpachupyIoT Ha KBapiueBoM crnieKTporpade Ha NO3UTHBHYIO
KHMHOIVIEHKY THIIa M3-35 win doromnactuuky tuna 3C.

BuamMmbiii yyacTok cniekrpa ¢ororpadpupyloT Ha CTEKISHHOM cnekrporpade Ha GOTOTEXHHYECKYIO
WICHKY «Mukpar-200» w11 GOTOIIaCTMHKY THI: «aHXpoM». PoTomeHkn (PoTonIacTHHKH) NposBAIOT
B TeueHHe 5 MUH npu Temnepartype nposiButeas 20 °C. [IposiBieHHbie (OTOIIACTHHKM H (POTONNCHKH
ONONACKMBAKOT B Bode, GMKCHPYIOT, MPOMBIBMOT B NPOTOYHOI BOAC, BHICYLIMBAIOT H (POTOMETPHUPYIOT.

(A3menennan pesakuua, Usm. Ne 1, 2, 3).

5. OBPABOTKA PE3YJIbTATOB

5.1. Ilpu doroMeTpupoBaHMH IMHHI npHMccei YYHTBIBAIOT PpoH. MHTEHCHBHOCTD POHA BBIYHTAIOT
M3 HHTCHCHBHOCTH aHATHTHUYCCKMX JTHHHMI NpHMCCCH ¢ NOMOLULIO XapaKTepHCTHYeCKoit Kpupoi. Macco-
BYIO AOMIO NIPUMECEH ONPCICISIOT MO METOAY «TPCX JITLTIOHOB».

JUHHB! BOTH aHATUTHYECKMX JTMHUM NpPHBCICHDLI B Taba. 1.
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Tadnuua 1

IUIMHA BOJIHEI OnpeneseMblit dJIEMEHT JUHHa BOJTHB
OnpenenseMbin LIeMENT AHWIMTHYECKOH JIMHAH, 1M AHAIHTHYECKOM JIHHKH, HM
Hatpuit 588,99 AMOMHHHIA 309,27
Bapu# 493,40 KpeMHuit 288,15
Mamwanwuit 342,12 Marnuit 285,21
Hukens 341,47 3onoro 267,59
Ponuii 339,68 Hpunuit 266,47
Cepebpo 328,06 IMnarua 265,94
Mens 327,39, Keneszo 259,95
324,75 Pyrenuit 287,49; 343,67

I
Ipanynposounbic rpadHKH CTPOST B KOOPAMHATAX Ig C—lg7“2, no ocH abcuMce oTkiaaabmalor Ig C
®

I
(norapudM MicCOBOI OMH TPAdYMPOBOMHBIX OOpA3LOB), O OCH OpAMHAT 137"2 (rorapudM OTHOIIEHHS
¢

MHTEHCHMBHOCTH JMHMH TipsMecH K dony). Tlo rpasynpoBounbiM rpadmMkaM HaXoasIT MaccoBbie JOMM
NIipUMeECEl B AHMTH3HPYCMBIX npobax.

(M3menennan penakums, Ham. Ne 2, 3).
5.2. Maccosywo gonio npuMecei (X) B IPOLEHTAX BLIMUCIAIOT No ¢opMyne
-Cm

m

>

rae C — Maccoasi 40Ns ONPEAe/SIEMOTO 37EMEHTA B rpadHTOBOM nopolke, %;
m — Macca AHATH3UPYCMOTro rpaMTOBOro MOPOLIKA, MT;
my; — Macca HaBCCKH, MT.

5.3. JlonyckacMbIC pACXOXIECHHS pe3yNbTaToB NapajUieibHbIX ONpPEACNICHHHA He NO/DKHBI NpeBHILATh
3HayeH MK, YKa3aHHLIX B Ta6n. 2.

Tabauua 2

Jonyckaemoe pacxoxaeHue, %
Maccosas aoas npumeceit, %
CXOAHMOCTH BOCMIPOH3BOAMMOCTH
Or 0,0005 ito 0,001 BKI. 0,001 0,001
Cs. 0,001 » 0,003 » 0,004 0,005
» 0,003 » 0,01 » 0,006 0,008
» 0,01 » 003 » 0,01 0,02
» 0,03 » 0,1 » 0,02 0,03

5.2, 5.3. (U3menennan pepaxumua, Uam. Ne 2).
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1. PABPABOTAH H BHECEH MusnncrepcrsoM userhoit Merautyprun CCCP
PABPABOTYUKH

A.K. Jementnena, 1.1. Kopinakesny

2. YTBEPXIEH M BBEIEH B JEHCTBHE IloctanoBnennem Focynapcreentoro xomurera CCCP no
crannapram 04.07.78 Ne 1794

Hamenenne Ne 3 npuasto MexrocynapersennsiM CoBeTOM N0 CTRHAAPTH3AUMH, METPOJIOTHH B cepTHOHKALHH
(mporoxoa Ne 10 or 04.10.96)

3aperucrpuponano Texunyeckum cekperapuarom MI'C Ne 2249

3a DpHHATHE NPOTOJIOCOBAJIH:

T
|
HanMeHOBaHHe ToCyaapcTsa | HauMeHOBaHHe HAUHOHAIBHOIO OPraHa Mo CTAHAAPTHIAUHH

Asepbaitmxanckas Pecrybinuka l AsroccraHnapT

Pecniybnuxa Benapych Toccranaapr Benapycu

Pecny6nuxa Kaszaxcran Toccranmapt Pecny6nuku Kazaxcran
Pecrry6nuxa Mo:inosa Mo:noBacraHaapt

Poccuitckas Peneparms k Foccranmapt Poccun

3. B3BAMEH I'OCT 12224—66 B yacrH pa3a. 2
4. CCbUI0YHBIE HOPMATUBHO-TEXHHYECKHE JOKYMEHTbDI

O6o3nayense HT/, Ha KOTopHIi JaHa cChUIKa HoMep pazaena, nyHkra

IOCT 4328-77
T'OCT 6563—75
T'OCT 9147—80
TOCT 10691.0—84
I'OCT 10691.1—84
T'OCT 18300—87
T'OCT 22864—83
TY 6—17—647—80
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5. OrpaBHueHHe CPOKa NeHCTBHA CHATO Mo mpoTokony Ne 4—93 Mexrocynapcrsesnoro Cosera no cranaap-
TH3aLHH, MeTpo/iorHH M ceprudbukauun (MYC 4—94)

6. IEPEN3JAHUE (anBapb 1999 r.) ¢ Uamenennsmu Ne 1, 2, 3, yreepiaeHusiMu B HioHe 1984 r., mae
1989 r., derpase 1997 r. (UYC 10—84, 8—89, 5—97)
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