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3 ocranosxenneM Komarera Poccmiickoii Pesepanun no cranyaprmsa-
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MEXTOCYIAPCTBEHHBIN CTAHJAPT
MAPTAHELl METAJUIMYECKUI U MAPTAHELL A3OTUPOBAHHBIN

Mertoa onpeJe/ieHHA MapraHua

Metallic manganese and nitrated manganese.
Method for determination of manganese

Ilara seenexna 1995—07—01
1 HASHAYEHME U OBJIACTh NPMMEHEHUA

HacTtosumii cTaHOapT yCTAHABIMBAeT MOTCHIIMOMETPUYECKUNH MeTon
ONnpeeicHNA MapraHiia B MeTAJUIMYECKOM M a30THPOBAHHOM MapraHiie
npy¥ MaccoBoil mone Mapranua ot 80,0 no 96,5 %. Ilpu MaccoBoit mone
cBbile 96,5 % onpenenreHNe MapraHua IpoBoAAT MO pasHOCTH.

MeTton ocHOBaH Ha OKMCJIEHHH IBYXBJICHTHOIO MapraHua Jio TpexBa-
JIEHTHOTO PAacTROPOM MapraHieBO-KUCAOro Kauvs B HeMTpanbHOM cpee B
TIPUCYTCTBUM KOMILIeKcooOpasosatens — mupodochopHOro KucJIoro
HATPHS UM Kaus.

2 HOPMATHBHBIE CChLIIKH

B HacTosILeM cTaHNapTe UCTIONb30BaHbI CCRUIKU Ha CIeAyIoUMe CTaH-
[apTHL:

I'OCT 83—79 Harpuit yraekuciasiii. TexHuyeexue yciaoBus

T'OCT 342—77 Harpuit mudocdar 10-ponuniii. TexHuyeckue ycroBus

T'OCT 3118—77 Kucnora congnas. TexHuyeckue ycjaoBus

T'OCT 4204—77 Kucnora cepHas. TexHuyeckue yCJIOBUS

I'OCT 4461—77 Kucnora a3otHad. TexHudeckue ycIOBUS

FOCT 5962—67 Cnupt 3mUnoBLIA pekTHHUKOBAHHEIA. TexHMYecKue
yCIIOBUS

I'OCT 10484—78 Kucnora dropucroBogoponHas. TexHudeckue ycuo-
BUSA

W3nanue oduunaibHoe
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T'OCT 18300—87 CriupT 3TWJIOBbI peKTHOUKOBaHHBIN TeXHUYECKHIA.
Texuuyeckuie ycaopus

T'OCT 20490—75 Kanuii MapraHIIOBOKUCIBIA. TeXHUYeCKUE YCIOBUS

TOCT 26999—86 Mapranell MeTaJUIMYECKUIA ¥ MapraHel] MeTaLIH-
YecKMil a30TMpOBaHHLI. MeTonsl oT6opa M MOATOTOBKM NPos IS XMMU -
YecKoro ¥ GU3NKOXUMHUYECKOT0o aHaJN30B

F'OCT 28473—90 YyryH, ctanb, deppocIiaBrl, XpoM, MapraHell Me-
rayumiveckue. Of1Me MeToobl K MeToJlaM aHaiu3a

3 OBIIVE TPEBOBAHMA

1.1 O6ume TpeboBaHmua K MeTony aHanu3a — o F'OCT 28473,
1.2 JlaGopaTopHas mpo6a JoMKHa OBITh IPUTOTOBJIEHA B BHAE TTOPOLL-
Ka ¢ MaKCMMaJbHBIM pasMepoM dYactull 0,16 MM o TOCT 26999.

4 AIIIIAPATYPA, PEAKTHUBBI 1 PACTBOPbBI

YcTaHOBKA 14 MOTEHIHOMETPHYIECKOrO THTPOBAHHUSA ¢ HHAMKATOPHBIM
MJaTHHOBEIM M CPAaBHMTENBHEIM BONbGhPaMOBEIM, XJIopcepeOpIHBIM VI
KaJIOMEJIBHBIM 3/IEKTPONAMH.

Meluanka MarHMTHas.

Kucnora asorHag no I'OCT 4461, pactsop 1:3.

Kucnora consnas no T'OCT 3118, pacteop 1:1.

Kucnora cepHas o I'OCT 4204, pactsop 1:1.

Kucnora dropucroBogoponsas mo F'OCT 10484.

Kucrota xJiopHas IUVIOTHOCTHIO 1,5 r/cMs.

Crupt smwioBbil pextuduxoBansbii o YOCT 5962 wau no T'OCT
18300.

BpoMTHMONOBHIA CHHMIA, cCTIMPTOBO# pacTBop 1 r/mM3: 0,1 T 6poMIH-
MOJIOBOTO CHHETO PacTBOpAIOT B 20 CM3 3THJIOBOTO CNIMPTa, a 3aTeM pas-
6aBaMIOT BOIOK o o6bema 100 cM3.

Hatpuii yrrexucnrii no 'OCT 83, pactsop 200 r/mm3.

Hartpuii mudocdar 10-poansni no I'OCT 342, HachILEHHEIA pacTBOp:

120 r nmupodocdara HaTpus pacTBopsioT B 1 qM3 BOIbI TIpH HarpeBa-
HuM 10 70 °C, oxX1axnaloT M JaloT BHIKPHCTALIH30BaTLCA U30BITKY NUpPO-
docdara HaTpus. PacTBOp roToBsAT nepen NpUMEHEHHEM.

Kanui#i nupodocdopHo-Kucblii, pactsop 100 r/mms3,

Kamuit MapranuoBo-kucisrit no I'OCT 20490, nepexpucraian3oBaH-

HbIN.
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INepexpucTannM3aluIo MPOBOIAT CileAYIOLMM o6pasoM: 250 r MapraH-
LIOBO-KMCJIOro Kanus pacTsopsioT B 800 cM3 ropsayeii (~80 °C) Boawt. T'o-
pAYMi pacTBOp QUILIPYIOT C OTCACHIBAHUEM Yepe3 CTEKIAHHYIO QUIBTDPY-
1o11y10 BopoHKY Ne 2 mim Ne 3, ¢mnbtpar nepenusaior B ¢papdopoByio
Yalllky Y OXJIaXJaloT IIPY HeNpEPHIBHOM TIOMeIMBaHNM. Brinenusiimecs
MeJIKUe KPUCTALIH OT(IILTPOBHIBAIOT C OTCACHIBAHMEM Ha ITOPHCTHIM
CTEKJIAHHEINA (WILTp, NMPOMBIBAIOT HEOONBIUIMM KOMUYECTBOM XOJOIXHOM
BOIBI U BRICYLUIMBAIOT Ha CTEKJIE HA BO3IyXe, a 3aTeEM B CYLIMJILHOM IIKagdy
npu temmneparype 80—90 °C B TeyeHne 2—3 4. XpaHAT B IJIOTHO 3aKpHi-
TOH CKJISHKE M3 TEMHOTO CTEKJIa.

Kanuit mapranuoBo-kxuciniii no F'OCT 20490, pactsop: 1,0 r peakTiBa
MOMELLAIOT B CTaKaH BMECTUMOCTBIO 1 mM3 M pacTBOpsioT B 600—800 cM3
BoIB! Npy HarpeBaHuH. CoflepXXUMoe CTaKaHa IIepeHOCAT B MEPHYIO KOJI-
6y BMECTUMOCTBIO 1 M3, OXJIaXIAlOT, OJMBAIOT BOAOH 10 METKH M Iepe-
MeLMBaloT. PacTBOp nepenuBaoT B CKIAHKY M3 TEMHOTO CTeKJIa M OCTAB-
asmoT Ha 8—10 mueit. OrcrosBiMitcs pacTBOp CHGOHHPYIOT B APYIYIO
CKJISTHKY M3 TEMHOTO CTeKJIa Yepe3 CTEKIAHHYIO BaTy MM GQUIBTPYIOT de-
pe3 GUILTPYIOLIYIO BOPOHKY C TIOPUCTOM TJIACTMHKOM.

MaccoBy10 KOHIIEHTPalMIO PAaCTBOPa MapraHIOBO-KHCJIOTO KAHS YC-
TaHaBJIUBAIOT M0 MApPraHIIOBO-KUCJIOMY KAIWIO:

1,0000 r MapraHII0BO-KHCJIOTO KayMs (TIepeKpUCTAINIM30BAHHOTO) CMa-
YWBAIOT BOJOH M PacTBODAIOT NpH HarpeBaHUHU B 30 cM3 pacTBOpa coms-
HOl KHCIIOTH B CTakaHe BMecTHMOCThIo 200—250 cM3. PacTBOp BhImaph-
BaIOT focyxa, MpubaBnsgioT 10 cM3? colsHOl KMCIOTH B BHOBb BhHIIapUBa-
10T Aocyxa. Cyxoil ocTaTok pacTBopioT B 20 CM3 pacTBopa CONAHOM KHC-
JOTH, NpuauBaloT 20 cM3 pacTBOpa CepHOH KHCJIOTHI H BHIIapHBAIOT
1o napoB cepHoM KucnoThl. Ilocie oxnaXmeHus pacTBOPSIOT CONH B
40—50 cM3 BoAB! IIpH HarpeBaHWH, TIEPEeHOCAT PacTBOP B MEPHYIO KOOy
BMECTMMOCTHIO 250 cM3, oXnaxaaloT, JOAMBAIOT A0 METKM BOXOM M Tepe-
MELIMBAIOT.

OTOMpaloT aATMKBOTHYIO YacTh PacTBOpa, paBHYIO 25,0 cM3, M BIUBAIOT
MpY NepeMeIIMBaHUH Ha MarHUTHOW MelllaJKe B CTaKaH BMECTUMOCTBIO
400 cM3, copepxaumit 100 cm3 pactBopa audocdaTa HATPUSA WIN Kanus.
Janee aHaimM3 BeoyT, KaK yKasaHo B 3.3.

MaccoByio KOHIIEHTpallMIO PacTBOpa MapraHIOBO-KHCJIOTO KaluA c,
r/cM3 MapraHua, BEIYUCIIAIOT 1o dopMmye

mi - 0,3476
c=—
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IOe m; — Macca HaBeCKH , MapraHLOBO-KHCJIOrO Kajus, B3ATas s
TUTPOBaHUS, T;
V — 0bbeM pacTBOpa MapraHLlOBO-KHMCJIOTO KaJiis, M3pacXoJOBaHHBIN
Ha TUTpOBaHHUE, CM3;
V, — 06BbeM pacTBOpa MapraHIOBO-KHCJIOrO KalMs, N3pacXoqOBaHHbIN
Ha THTpOBaHME pacTBOpa KOHTPOJBLHOIO OMBITA, CM3;
0,3476 — xo3dduieHT TiepecyeTa MapraHIOBO-KHUCJIOrO KalMS Ha
Mapraseu.

5. IPOBEJEHHUE AHAJIM3A

5.1 Hagecky npo6s1 Maccoii 0,5 r pactBopsior B 30 cM? pacTBOpa a30T-
HO¥ KMCIIOTH B cTakaHe BMecTUMOCThIO 400 cM3. [To okonyanmy peakiviu
NpUOaBIAIOT HECKONBKO Kanedb hTOpUCTOBOIOPOIHON KHCIIOTH, pACTBOP
HarpeBaloT Ha TUIMTE U YMEPEHHO KUNATAT 5—10 MUH, OXJ1aXaaloT, 3aTeM
OCTOPOXHO MpHIKBaIOT 20 cM3 pacTBOpa CepHOM KUCIOTH M BhIIIAPUBAIOT
pacTBOp A0 NapoB cepHol kucinoThl. [locie oxraxneHus colu pacTBOps-
10T B 40—50 cM3 BoIpl IIpM HarpeBaHUM U ITEPEHOCAT PacTBOp B MEPHYIO
Kon6y BMeCTUMOCTHIO 250 cM3, OXJ1aXIaloT, JOJMBAIOT 0O METKU BOIOW U
nepeMewinBaloT. Mm: HaBecKy mpobsl Maccoii 0,5 r moMelnaioT B IJIaTu-
HOBYIO W/JIH CTEKJIOYTICPONMCTYIO YALLKY, CMAYMBAIOT BOJOM M NPUJINBA-
10T 30 cM3 pacTBOpa a30THOM KHMCIOTH], 10 cM3 HTOPHCTOBONOPONHOM KHUC-
noTel 1 10 cM3 XTOpHOM KMCIO0Thl. HarpeBaloT M BEITapuBaloT CONepXu-
Moe yvalku pocyxa. Ilocne oxmaxnmeHus npuiubaioT 20 cM3 colgHOH
KHMCJIOTHI U CHOBA BRIITAPUBAIOT Aocyxa. 3ateM mnpuiausaioT 10 cM3 cons-
HOM KMcHOTH, 50—60 cM3 BOIBI M HAarpeBalOT IO PACTBOPEHMUS COJEH.
Ilocae 3Toro pacTBOp IIEPEHOCAT B MEPHYIO KOJOYy BMeCTHMOCTBHIO
250 cM3, OXJIaXHOAI0T, JOMUBAIOT IO METKU BOIOH ¥ MepeMellHBaIOT.

5.2 OTOHpaloT ANUKBOTHYIO YacTh PacTBOpa, MPUTOTOBJIEHHOrO 1o 5.1,
paBHyI0 25,0 cM3, ¥ BIMBAIOT HeOONBLIMMU IOPLMSIMHU, IIPH TTOCTOSHHOM
NMepeMelUMBaHMY Ha MAarHUTHOM Melllake B CTakaH BMECTUMOCTHIO
400 cm?, B xoTopoM conepxutes 100 cM? pacTtBopa nmupodochopHO-KiC-
JIOTO HaTpUA UM Kamud. 3aTeM No0aBiasIOT 15 Kanenb pacTBopa 6poMTH -
MOJIOBOTO CHHETO, HEUTPATU3YIOT PACTBOPOM YIAIEKHCJIOTO HAaTpUs IO Ie-
pexonma XelToi OKpacKé pacTBOpa B 3€JICHYIO WJIM PacTBOPOM COJSTHOM
KHCJIOTHI OO Mepexona cuHel okpacku B 3eneHylo (pH=7). ITocne HeATpa-
JM3allyd B PacTBOpP MOrPYXalOT 3JeKTPOAbl U TUTPYIOT pacTBOPOM Map-
TaHLIOBO-KUCJIOTO Kajus IO Pe3KOTO OTKJIOHEHUS CTPEJKH MUJUIUBONBT-
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MeTpa. ITocse 10—15 onpeneneHuii IIATHHOBLIA 37eKTPOI OYUILAIOT NYTeM
NOrpyXeHus Ha |—2 MUH B pacTBOpP COJISIHOM KHMCJOTHI.

6 OBPABOTKA PE3VIIBTATOB

6.1 MaccoByio nomo MapraHua X, %, BRIYMCISIOT 10 popMyie

X = M-IOO, )

m

Ie ¢ — MaccoBasg KOHIICHTpAlls PacTBOpa MapraHLIOBO-KHMCIOro Kauug,
BBIPaXeHHAA B T/CM3 MapraHua;
V, — obpeM pacTBOpa MapraH1iOBO-KHMCIIOTO KANHs, H3pacXOqOBaHHEI
Ha TUTPOBAaHHE pacTBOpa NpodH, cM3;
V; — 00BbeM pacTBOpa MapraHLIOBO-KHCJIOro Kalus, U3pacXoNOBaHHBLI
Ha TUTPOBaHME PACTBOPa KOHTPOJIBHOIO OIBITA, CM3,
m — Macca HaBeCKH TIpOOBI, COOTBETCTBYIOILUAS ATHKBOTHOM YacTH
pacTBopa, I.
6.2 HopMbl TOYHOCTH ¥ HOPMATHBEI KOHTPOJIS TOYHOCTH TIPMBEIEHBI B
Tabamme 1.

Tabnunal

HomyckaeMble pacxoXaeHuA, %
Maccosas TBYX CpeIHMX Pe3yAbTaToR
nona MorpemwHocts pesyBTaToB ABYX M3paT- | ypey napan- | amamsa cran-
Maprasua, % Pe3YILTATOB aHATHR | ayamysa, BHOON- TRABHBX NeMBHBX napTHOTO
A, % enpux ppas- | ompercreHmi | oo oneunit | obpadma u ar-
TIMIHBIX YCIOBHAX 2 d, TECTOBaHHOTO
d, 3HAYCHMA §
Or 80
0,4 5
10 96,5 BKITIOY. ’ 0.6 0,3 0,6 0,3
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