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HecobniopeHne cTaHpapTa npecnepyerca nO 3aKOHY

Hacrosimuil cranfapt ycraHaBiauBaeT GOTOMETPHUECKHH H aTOMBO-
aGCOpOIMOHHBIA MeTOAH ONpeJesieHHs 3aKHCH Mapradna B ¢unocax
IJsl 3JIeKTPOLIVIAKOBOrO IiepenyiaBa (NPH MacCOBOH J0Jie  3aKHCH
mapranua ot 0,1 no 2,0%).

1. OBLUME TPEEOBAHMA

1.1. O6mue TpeGoBanus K MerojaM  aHaausa—mno [OCT
21639.0—76.

2. ®OTOMETPHHECKMA METONR

2.1, CymHocTsh MeTOoRa

Metox OCHOBaH Ha OKHCJIEHHH JABYXBaJe€HTHOTO MapraHila B CepHO-
OCHOPHOKHCIOH Cpefie A0 CEMHBAJEHTHOro IOJTHOKHCJBIM KaJue C
NOCJEAYIOUIHM H3MEPEHHEM ONTHUECKOIl NMIIOTHOCTH OKPalleHHOTO pac-
TBOpa Ha CHEKTPO(OTOMETpe NpH AJMHHE BOJHHE 525 HM HaH (oTo-
3E€KTPOKOJIOPUMETPE B AMaNa3oHe HJauE Boad oT 500 go 550 nm.

22, AnnmapaTypa, peakKTHUBH M PpPacTBOpPH

DOTO3NEKTPOKOJOPUMETP HJAH CHeKTpodoTOMeTp.

Kucnora cepras no TOCT 4204—77, pasbaBnerHas 1:1 w
5:1000.

Kucnora oprodocpopuas nmo TI'OCT 6552—80.

Boaopoaa nepexkucs no 'OCT 10929—76, pacteop 300 r/am3.

Harpuit asotucrokucasiit no FOCT 4197—74, pacteop 0,03 r/cm®,

Kannit fioqroxucanii, pactBop 50 r/am3: 50 r HOAHOKHCIOFO Kanusg

Mapanue oduukanskce Mepeneuarka Bocnmpewexa

*
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jqo6asastor kK 1 am3 ropsiuedt cepHoii kucyaotel (5:1000) m KHNATAT A0
noanoro pacrBopexusi. [opsaunit pacTeop uiastpyior. Ilepen npumete-
H'leM pacTBOpP HArpeBaiOT [0 PAaCTBOPEHHs OCaJKa H MCIOJb3YIOT B
TopsitieM COCTOSTHHH.

Kanuit mapranuosoxucasit no FOCT 20490—75.

Maprauen Merannuueckuit no FOCT 6008—82.

Mapranen (I1) cepuoxicasiii 5-ti Boguu# mo F'OCT 435—77.

CraHZapTHEE PacTBODPLI 3aKHCH MapraHua

Pacteop A: 2,2280 r Maprani0BOKHCJIOTO KaJusi NOMEINAlT B CTa-
Karn BMectumocThio 600 cm?® 1 pacteopsitoT B 400—450 cM® Boab, npu-
jansaT 10 cm® cepHoft kucaoTei (1:1) H BOCCTAaHABIMBAKOT CeMH-
BaJICHTHHIH Mapraheln NepeKHCbi0 BOJOPOAA, NPHJIHBasi €€ N0 KalJasM
0 ofecuBeunBanus pactsopa. Pacreop xkunsarar 8—I10 muH, OX-
JaKJAI0T, IePeHBAOT B MEPHYI0O K00y BMecTHMoCTbio 1 am®, ponu-
BaOT BOJOH [0 METKH M NepeMemHBaioT

puan 4,388 r MapraHua CepHOKHCIOrO pacTBOPSIIOT BOJOH, mepe-
BOTAT B MEPHYIO KOJIGY BMeCTHMOCTbIO 1 AM3, [OJHMBAIOT BOXOH [0
MCIKM W TepeMellyBaioT,

wian 0,7752 r mapraHna MeTaJJH4YeCKOr0 [OMeNlaloT B CTakaH
smectamocTbio 200 cM3, mpubasasior 25 cm® Boasl H 10 cm® cepHof
kueaoTht (1:1). CrakaH HakpHIBAIOT YaCOBHIM CTEKJOM, HarpeBaoT
DO pacTBOPEHHS METAJa H NpPO;ONKAIOT HarpeBaTb B TeUEHHE
2--3 muH. llocne oxyaxkaeHHsl pacTBOpP NMEPEHOCAT B MEPHYIO KoOJly
BMECTAMOCTbIO 1 AMZ, JOMMBAIOT A0 METKH BOJOH H IepeMellHBAaIOT.

MaccoBas KOHLeHTpaluusi 3aKHCH Mapraina B pactsBope A paBHa
0,001 r/cm3.

Pacreop B: 10 cm® cranzapraoro pactsopa A momemaioT B Mep-
Hyi0 K010y BMecTHMOCThi0 100 cm®, J0/IMBAalOT BOAOH /1O METKH W
IepeMelLIuBaloT.

MaccoBast KoRIeHTpanusl 3aKHCH MapraHua B pacrtBope b pasua
0,0001 r/cm3,

23. llpoBenenue aHaau3a

2.3.1. AJIHKBOTHYIO YacThb OCHOBHOIo pactBopa 50 cm® npu Mmac-
coBoil gose sakucd mapranua pno 0,6% wmam 20 cm® mpu  MaccoBoii
none 3akucy Mapraduna cesine 0,5%, NPUTOTOBAEHHYIO NO METOAMKE
I'OCT 21639.2—76 nau no n. 3.3.1, moMenaloT B KOHHUECKYIO KOJAOY
g ccrumocTbio 250 cm®, mpuauBaor 10 cm3 cepHoit kucaoTH (1:1),
HarpeBalpT JO TApoB CePHOH KHCAOTH, OXJAaXAawT, A00aBAKIOT
50 cM® Bonnl, 5 cM® opTodochOpHO{l KHCAOTH H HarpeBaioT A0 Kune-
HLA, 3aTeM npuauBanT 10 cv® pacTBopa HOAHOKHCJIOTO KajHA H KHM-
nsraT B TeyeHue 5 MuH. OXJaKAEHHBIH PAacTBOpP NEePeNuBalOT B Mep-
Hyjo Koa6y BmectuMoctbio 100 cM3, ZOMHBAIOT 10 METKH BOJOH H
nepeMenuBalor.
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Yepe3 yac H3MepSIOT ONTHYECKYIO IJIOTHOCTb aHAJH3HPYEMOro
pacTBopa Ha cnekTpodoToMeTpe HpH AJMHHE BOJHH 525 HM HaH Qoro-
3JIEKTPOKOJIOPHMETPe B JAHana3oHe HjaHH BOJH oT 500 mo 550 M B
KIOBETE C TOJILIMHON ImorJomiaouero caos 30 MM. B KausectBe pacr-
BOpa CpaBHEHMS NpPHMEHSIOT AaJHKBOTHYIO 4YacTb  pacTBopa, B
KOTOPOM MapraHileBasi KACJOTa paspylleHa OJHOH-ABYMS KallJIsMH
pacTBopa a30THCTOKHCJIOIO HAaTpHS.

Yepes Bech XOJ aHAJH3a NPOBOAAT KOHTPOJBHBIA OMNBHIT.

Ilccae ppiugTaHMS 3HAUEHHST ONTHUECKOH IIOTHOCTH pacTBOpa
KOHTPOJIbHOTO OMBITA H3 3HAaueHHS ONTHYECKOH IJIOTHOCTH PacTBopa
npoObl HaXOAAT MacCCOBYIO KOHLEHTpPauWio 3aKHCH MapraHua oo
IrpaayupoOBOYHOMY TrpadHKy.

2.3.2. [las mocTpoeHHsI TPaRyHpPOBOYHOrO rpadHKka B BOCEMb H3
AeBATH KOHHYECKHX KO0JG6 BMecTHMOCTbIO no 100 cm® orbupator 0,5;
1,0; 2,0; 2,5; 3,0; 3,5; 4,0; 5,0 cM® pactsopa B, uTo coorBercTByeT
0,00005; 0,0001; 0,0002; 0,00025; 0,0003; 0,00035; 0,0004; 0,0005r
3aKkHCH Mapranna. B Kaxayio koua6y npuausaior 1o 20 cm® Boxwl,
no 10 cm® cepro#t kucaors (1:1), no b em® oprodoctoproit Kuco-
Thl, HarpeBaloT 10 KUIleHHs, npuauBaior no 10 cm® pactBopa #HozaHoO-
KHCJIOTO KaJusl H KHIATAT B TeueHHe 5 MHH- OXjJaXK/[eHHbie PacTBODH
IepesIHBAalOT B MepHHle KOJIGH BMectHMocTbio 100 cM3, mosuBaioT po
METKM BOJOH H mepeMemnBaioT. ONTHYECKYIO IJIOTHOCTh PacTBOPA Ha-
MepsAT Kak ykaszaHo B nm. 2.3.1. PacrBopoM cpaBHEHHS CJYXHUT
pacTBop [eBATOH KOJGH, He CoJep:Kallufi CTAHAAPTHOTO pacTBoOpa
3aKHCH Maprasua.

Io mosyyeHHBIM SHAUEHHSM ONTHYECKUX NJIOTHOCTEH M COOTBETCT-
BYIOLIHM MAacCCOBBIM AOJSIM 3aKHCH MapraHua CTPOAT TIpalyHpoBOu-
HBIfl rpaukK.

24. O6paboTka pe3y.IbTaToB

2.4.1. Maccosyio poqio 3akucu Mapranua (X) B NpoLeHTax BBIYHC-
Js0T no dopmyde

X= m;-100
m

3

m; — Macca 3aKHCH MapraHiia B PacTBOpPE aHaNH3UPYeMOH mpo-
6bl, HalileHHas IO IpajyHPOBOYHOMY TpadHKy, T;

m — Macca HaBecKH, COOTBETCTBYIOIIAA aJHKBOTHOH 4acTH pacT-
BOpa, T.

2.4.2. AGcoJIOTHEIE pacCXOXKIAEHHs pe3yJbTaTOB MNapalesbHBIX
onpeleneHHH He JMAO/IKHBL  NpeBHIIaTh JONYCKaeMBIX  3HaYeHHI,
yKasaHHBIX B Tabua. 1.



rocCrt 21639.12—87 C. 4

Ta6anual
MaccoBsas n0s 3aKHCH AGCoNOTHRIE NOMyCKaeMbie
mapranua, % pacxoxaenus, %

Or 0,10 no 0,25 0,03
Cs 0,25 » 0,50 0,04
» 050 >» 1,0 0,06
» 1,00 » 2,00 0,08

3. ATOMHO-ABCOPSLIMOHHbIA METO[

3.1. CymHOCTS MeTOZxa

MeTon OCHOBAaH Ha CIIABJEHWH HaBeCKH (J10ca CO CMEChIO AJaa
CIUIaBJIelisl, PACTBOPEHHH coJiel pa36aB/JeHHON COJSTHOK KHCJOTOH,
pacnblieHHH PacTBOpa B IJIaMs BO3JAYyX — alleTHJeH M H3MePeHHH
aTomHoOil a6copGuun Maprafiua npH AJuHe BoXHBL 279,5 HM B nepe-
cyeTe Ha 3aKHChb Maprasua.

32. AnnmapaTtypa, pPeakTHBH H DacCTBOPH

CrnexrpojporoMerp aTOMHO-a6COPOUMOHHBIH J1060r0 THIA.

ITeur Mmy¢enbHas ¢ Temnepartypoii Harpesa jgo 1000°C.

Baanion ¢ pacTBopeHHBHIM H rasoopasusiM aneruieroM no I'OCT
5457—75.

Kommpeccop ¢ peccuBepoM, 0GecneynBaOlIUM PaBHOMEPHYO NOAA
Yy BO3AyXa ¢ JaBJeHHEM Ha BXOJe B CIHEKTPOMETD He MeHee 20 aTm

Kucnora consnas mo TOCT 3118—77 u pasbapsennas 1:1, 5:95.

Kucnora cepuas no I'OCT 4204—77 u pasbamnennas !:1.

Kucaora ¢ropucrosogopoanas no FOCT 10484—78.

Kucnora 6opuast mo FOCT 9656—75.

Kanuii yraekuciniii — Hatpuii yriekucanii no FOCT 4332—76.

CMechb JUISl CIJIABJIEHHS: [BE YaCTH KaJHs YIJIEKHCJIOro — HATPHA
YIJIEKUCJIOr0 CMEHIHBAIOT C ORHOH YacTblo GOPHOH KHCJOTHL

Jlantan asoTHOKHCHBIE, pacTBop 50 r/mms.

Kannit nupoceproxucasiit no FOCT 7172—76.

CraHpaptHbiil pactBop B, mpHroToBaeHHH  no m. 2.2,

33.IIpoBenenue aHadu3a

3.3.1. HaBecky ¢uoca maccoir 0,5 r cMemwuBaioT B NJIaTHHOBOM
TUrJe ¢ 5 r cMeCH [Js CILUIaBJeHHS, CBepXy npoly npuchinaior 0,5 r
cMecu. Turesb 3akKpHIBAIOT KPHILKOH H CILIABJISIOT CHavajla B MeHee
ropsiyeil 30He, 3aTeM BeAepxKHBAalOT 1npH 950—1000°C B TeueHne
10 mun. Turesp 0XJIaXAAIOT.

IlnaB mepeHocsT B crakaH BMecTuMocTbio 400 cm3. Turear u
KPBIIKY o6GMBIBalOT Hax crakanom 30 cm® coasHoit xmcaotn (1:1),
3aTeM ropsueil Boxod, CTakaH HaKPHIBAIOT HaCOBHIM CTEKJOM, cjleTKa
HarpeBaloT J0 NOJIHOTO pacTBOPEHHs CIlJIaBa.
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K pactBopy uepes HOCHK cTakaua nphrausaioT 20 cM® cepHofl
gucaoter (1:1), uwacoBoe cTekAO 1 CTEeRKM CTakana OGMBIBAIOT
ropsigefi BoJOH M BHIIIAPDHBAIOT PacTBOP A0 NOSIBJIEHHS IYCTHIX [1apoOB
cepHOoil KUCIOTH. OXJaMAAIT, CTEHWll CTaxaHa OOGMBIBAIOT XOJAOX-
HO# BOJNOA H NOBTOPHO BBHIIADHBAIOT PACTEOP /A0 MOSBACHHS OOGHJib-
HBIX MapoB cepHOil KHcJoTh. Colepikuvoe cTaKaHa OXJaxK[AaIoOT, TMPH-
ausaor 30 cm® coassoit kucaore, 100—150 c¢M° BoaW M HarpeBaioT
IO pacTBOPEHHS COJeH.

Pacrsop duabTpylor uepe3 QuibTp «CHHAA JeHTa» ¢ GHABTPO-
O6yMaxKHO{ Maccoii, MPOMHIBalOT 2-—3 pasa ropsiuefl CoJITHON KHCNO-
roit (5:95) U 3—4 pasa ropsueii Boxoil. PuiIbTp NOMeaT B miaa-
THHOBBI# TUreNb, NOJCYUIHBAIOT, NPOKAJIHBAIOT, OCAaJ0K CMaYHBAIOT
2—3 KanJsiMH BOAbl, A00aBasAlOT 3—4 Kamiu pas3baBjeHHOH cepHOH
KUca0TE, 3—5 cM? (QTOPHCTOBOAOPOAHOH KHCJIOTH H BHIIADHBAIOT
COAEPKHMOe THIVIA AO YJaJieHUsi NapoB CepPHOII KHUCAOTHI, NPOKAJIH-
BalOT ¥ jAomaaBasioT ¢ [—1,5 r nupocepHokucaoro Kaaus. Oxaaxjaes-
HBIl THrejgL NOMENIAIOT B CTaKaH, BMecTHMocThio 250 cM3, mpuimBaior
50 cm? ropsiueit Bognl, 10 cM® cOJISIHON KHCAOTH H HArPEBAIOT O pacT-
BOpeHUsA NNaBa. 3aTeM TUTENb VAANSIOT M3 CTaKaHa, OGMEBIBAIOT
BOJOIl W NPHCOENHHSIOT pacTBOp K nepsoMy ¢uanTpaty. Ilepesonsr
pacTBOp B MepHY KO0y BMecTHMOcTbIo 500 cM3, oxnaxnaoor,
JOBOJSAT IO METKH BOJOH H IepeMelIHBaIoT.

Hasi ¢aocoB ¢ MaccoBod fogeil 3akucu Mapranna ot 0,5 1o
2,0% nposoasT AajbHelilnee pazfaBieHHe. AJHKBOTHYIO 4acTb OCHOB-
HOrO pacTBopa BHIOHpaloT mo Talba. 2, NoMemalT B MepHYIO KoJby
pmecTuMOCThIo 100 cM3, mpuauBaioT 00 4 cM® COISHON KHCJAOTH, JO/H-
Bal0T JO METKH BOJOH U mepeMelliHBaloT.

Ta6aupa 2

M1icenBas aons 3akucH PasGasnenne AnuKBOTHAN Pas6aBneHne
Maprasua, % [ qacTb, cM? I
0,1-0,5 500 — —_
0,5—1,0 500 25 100
1,0-2,0 500 10 100

Yepes Bech X0J aHanAu3a NPOBOASIT KOHTPOJIbHBIA ONBIT.

PacnuuisioT pacTBOp KOHTPOJBLHOrO ONBITa M PAacTBOP AaHaJH3H-
pyeMo#f npo6H B INIaMs BO3AYX — alleTHJIEH H H3MepAIT abcopOuuio
KaXJ0ro pacTsopa B NOPsAKE YBeJHUeHHR aGCOPOUHH A0 MONYUYEHHS
cTa0uN bHBIX TIOKa3aTesed JJg KaXIoro pacreopa.
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Tlepex pacnblieHHEM KaXKZOro DAcTBOPA PACHOBUIAIOT BORY AJA
NPOMBIBAHHUST CHCTEMbl M NPOBEPKH HYJeBOH TOUKH. V3MepsioT aToM-
Hy0 abcopbuuI0 MapraHua Ipu JJiHHe BOJHBI 279,5 HM B mepecuere
Ha 3aKHChb MapraHua.

Iocne BLIYMTAHUS 3HAaYeHHsT aTOMHOH ab6COPOLHH pacTBOPa KOH-
TPOJbHOIO ONKITA M3 3HAueHHs aTOMHON abcopOUuM pacTBOpa aHajH-
3upyeMOH TNPOGHl  HAXOAAT  MACCOBYI0O  KOHUIEHTPALHIO 33KUCH
Mapradlia B PacTBOpe aHAJH3HPyeMOH IIpo6Gbl IO TIPajyHpPOBOYHOMY
rpaduxy.

3.3.2. [locTpoenue zpadyuposounozo epapuxa

Jlns moctpoeHus rpagynpoBoYHOro rpaguka B HOSTh U3 IIECTH
MepHHIX K010 BMecTHMOcThio 100 cm® mpmamsaror 1,0; 2,0; 3,0; 4,0;
5,0 cm?® cTaHzapTHoro pactsopa b, uto coorBercrsyer 0,0001; 0,0002;
0,0003; 0,0004; 0,0005 r sakucH MapraHua.

HOas daoco ¢ maccopoii Aosieli 3akuce Mapranuna or 0,1 gmo
0,5% B xaxayw ko.16y mpuausaloT mo 10 cM® JantaHa a3oTHO-
xucjoro, npu MaccoBoit goae or 0,5 po 2,0% B Kaxayio KoiaGy npH-
JuBalOT mo 5 cM? JaHTaHA A30THOKHCJOro, NpuauBaoT 1o 4 cmd
COJITHOH KHCJOTH, JAOJHBAIOT J0 METKM BONOH H IlepeMellHBaloT.
Ilecrass xonba, He copepxailasi CTAHZAPTHBIA PacTBOP, CIHYXKHT AJsA
TPOBeACHUS KOHTPOJLHOrO ONKITA.

HMsmepenne a6copOUHH IOJYYeHHBIX PAcTBOPOB MPOBOAAT KaK
yKa3auo B 1. 3.3.1.

34.06paboTKka pe3yaAbTATOB

3.4.1. MaccoByio aoa10 3akucu MapraHua (X) B NIpoleHTax BH-
UHCASIOT N0 (opMyse

X=-"1_.100,
m
rae m;— Macca 3aKHCH MapraHia B pacTBOpe aHaJH3HPYeMOH Npo-
6bl, HaliieHHAs 110 IPafyHPOBOYHOMY IpaduKy, T;
m-— macca HaBecK!, COOTBETCTBYlOIlAas AaJHKBOTHOM YacTH
pactsopa, I.

3.4.2. AGcOnIOTHRHIE pAcXOXAEHHA  Pe3yJbTaTOB MapaiJe]bHBX
onpejeneHHil He JOJXKHB  IpPEBHIUATh JONYCKa€MHIX 3HaueHHH,
yKa3aHHBIX B TabJ. 1.
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