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1 PA3PABOTAH Poccuitckoit denepauneit Texhuqeckum KOMHTETOM

TK 8 «Peppocnnapbi»

BHECEH Texuuuyeckum. cekperapuaroMm MexXrocyaapCcTBeHHOro
Cosera no cranjapTH3aluy, METPOJOTHH H cepTHhUKANUM

2 IPUHSAT MexrocynapcrBennsiv  COBETOM 10 CTAHAAPTHIALWH,

METPOJIOTHH M CePTHHUKALHH

HagimMeHOBAHHE roCyLapcTBa

Hanwouaabubiéi oprag
Mo CTa#LapTH3aIMH

PecnyGanxa ApMenus
Pecny6auka bBeaapyck
Pecnybauxa Kasaxcran
Pecnybnuka Moanosa
Poccuiickana ®enepanus
TyprMenucran
Pecnybnnka Ysbexucrau
Yikpauta ' '

Apwmroccrannapr
Beneraupapr
Kasrnascrasnapr
Moanposacranaapr
T'oceraumapT Poccun
TypxmencranaapT
¥3aroceraHaapr
Tocctanjapt YKpanHu

3 Mocranosaennem Komurera Poccuiickoit Penepanun no craHpapru-
3aUHH, METPONIOTHH W cepTHuKaunu or 28.11.94 Ne 292 Mexrocy-
napcteeHnbiit crangapt N'OCT 16698.13—93 «Maprauwey merannu-
4YeCKHd U MapraHen a3oTHpoBaHHb#., Mero] onpeaeneHus azora»
BBEJEH B JleHCTBHE HENOCPEeCTBEHHO B KayecTsBe T'OCYAAPCTBEHHOrO
crangapta Poccniickoit Pepepanuu ¢ 01.07.95

4 B3AMEH I'OCT 16698.13—84

-

© HsnarteancTBo cranaapTos, 1995

HaCTOﬂﬂluﬁ CTAHAAPT He MOXKeT ObITh NOJHOCTLIO WIH HaCTHYHO -BOCHPOM3BEAEH,
THpaXKupoBan u pacnpocTpaieH B KauecTse O(QHUHAIDHOrO H3JAaHHA HA TEPPHTOPHH
Poccuiickolt ®Pepepanun Gea paspewtenus loccraunapra Poccuun
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"MEXTOCYJADAPCTBEHHDB W CTAHILAPT
Y

MAPIAHELL METAJIJIHYECKHMH H MAPTAHELL A30TUPOBAHHDIN

Meton onpenenenns azora

Metallic manganese and nitrated manganese.
Method for determination of nitrogen

" Jara Beegenna 1995—07—01

1 HA3BHAYEHHME H OBJIACTbD INTPUMEHEHHS

Hactosufi cTanjgapT ycTAHABAHBAeT THTPHUMeTPHUECKHH MeTol
onpeaeJaeHns a3oTa IPH MaccoBOil foJe ero B a30THPOBAHHOM MapraH-
veorl go89%.

“MerToj, 0OCHOBAH Ha PacTBOPEHHH HaBECKH B HEOKHCJAOLIUX KHCJO-
Tax, B pe3yJbTaTe yero B pacTBope 06p33y10TCH aMolHble coyd, A3zor
OTFOHSIOT B BHJIE aMMHakKa ;mc'mnmuuen H3 LleJOYHOro pacTBopa,
MorJomLast aMMHaK PacTBOPOM CEepHOH KHCJIOTHI B PHCYTCTBHU CMECH
HHIHKATOpPOB,

2 HOPMATUBHBIE CCbIJIKH

B pacrosimieM cTaHAapTe HCIOJb30BAaHBI CCHIAKH Ha  CJAELYIOLIHE
CTaHAAaPTHL:

I'OCT 83—79 Harpnuii yraexkucapii. TexHnyeckue VCJOBHS

T'OCT 4145—74 Kaunii cepHokucabiii. TeXHHUECKHE yCIOBUS

IFOCT 4199—76 Harpuit rerpabopHokHcaslit 10- BO,I[HbIH Texnuue-
CKHE YCJIOBHS

TOCT 4232—74 Kanni hogucToiii. TexHHUeCcKUe yCIAOBHA

[OCT 4328—77 HaTpus rugpookuchk. TexHHUeCKHE YCTOBHUSA

FOCT 5962—67 Cnupt >THaOBHE pexkTHQHKOBaHHBIA. ~ TexHuue-
CKHE YCJOBHS

I'OCT 6552—80 Kucnora oprodochopHasn. TexHnueckue yCJIOBHﬁ

FOCT 9656—75 Kucaora Gopnas. Texwpaeckue yCI0BHS

FaQCT 1426-}"’——77' Kucnora coasnas ocoboil dicToTe. TexHHYeCKHE
yCJ10BUS

T'OCT 14262-——78 Kucsora cepnas ocoboii 4HCTOTHL. TeXHHYECKHe
yCJ0BHS
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TOCT 18300—87 Cnupt 3TH/IOBLIH peKTH(HUKOBAHHLIH TEXHUYECKHII,
TexHuueckue ycaOBUS

[OCT 18704—78 Kucaota 6opHas. TexHHYECKHE YCAOBHSA

I'OCT 20490—75 Kauauii mapranuoBokucani, Texnuueckue ycJo-
BUS

['OCT 24363—80 Kasusg ruipooksch. TeXHHYeCKHE YCJIOBHS

I'OCT 26999—86 MapraHen MeTaJJIHYeCKHH H MapraHel asQTHDO-
BaHHBLIH., MeTtoan oT6opa M NOATQTOBKH npoé LI XHMHYeCKoro u ¢u-
3HKOXHMHUECKOr0 aHAJH30B

FOCT 28473—90 UyryH, craas, (beppocn.naBbI, XpOM, Maprauel
MeTanandeckue, O6mue TpeGoBaHusa K MeTOAAM aHaJK32

Fd

3 OBIHE TPEBOBAHHUA

3.1 Ob6uine TpeGoBaHuda x Merony aHaausza — o [OCT 28473.
3.2 Jla6oparopuas npoba 10/KHa OBLITh NPHrOTOBJEHA B BHAE IO-
pomka ¢ MakcHMaJbHbBIM pasmepoM yactay 0,16 mm no OCT 26999.

4 ANMAPATYPA, PEAKTHBbBI H PACTBOPBI

YcTaHoBKa Ui AMCTHIIALHE aMMHAKa C BO3AYIUHONA acHHpauuei
(ueprex l) | .

-~

X Boda - 1
CIMPYUHOMY
Hacacy
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I -~ npOMbLIBHBIE COCYALI, 3alONHEHHble c¢epHoll XHCAOTOH H BO-
Bodt; 2 — 3jeKTponsHTKa; J — cTeKJAAHHad TpybKa JAHaMeTpoM
6—7 MM; 4 — peaKuMOHHaf# Ko0JaGa B3 TepMOCTOHKOIO cTeK.1a BMe-
cTHMoOCThio 300 cM®; § — KanmenbHas BOpPOHKa € KpaHnoM; 6 — Je-
haermarop; 7-—259J10)1HJ!1:HHK, ‘§ — Gapbortep; § — cocyn Aas 1Q-

_ FNOlLeHHS aMMHaKa |

Yeprex 1



I
Mas B XOie aHaAH3a H AJIs HpHI‘OTOB.HeHHH PacTBODOB. I[Jm neperoH-
KH BOAbl NPHMEHSAIOT yYCTAHOBKY, MPEJCTABJIEHHYIO Ha uepTexe 2 I
~apyroro Ttuna. [Ipu BTOPHUHOH TEperonke K 5 AM® AHCTHJIIHPOBAHHOMH
BoAbl A0obaBisioT 10 cM® pacTBOpa cepHOil KHCAOTHE (1:4) H HECKOJBKO
KPHCTAJJIOB MapraHUOBO-KHCJ/IOTO KaJHA A0 NOJy4YeHHS YCTOHUYMBOH
OKpaCKH pacTBOpa B T€UEHHE BCErO BPEMCHHU IICPErOHKH. ,

I — 3aexktponnuTKa; 2 -~ AHCTHAJSUHOHHAA KOJi-
6a; J — XOJO0AHNLHHK; 4 — Kon6a-npHeMHHK; § —
- TNPEAOXPaKHTENbHAA BOPOHKA

Yeprex 2

OunnieHHYI0 BOAY NPOBEPSIOT Ha NPHCYTCTBHE B HEll HOHOB aMMO-
Hust peaktusoMm Heccaepa: k 100 cM® nosydeHHOH BOABI NMPUJHBAIOT
0,5 cM® pacrBopa ruapokcuna Kaaus u 1 cm® peakruBa Heccaepa. Ec-
JIH BOJa HE OKPaCHJACh B. KeJTbIH LBET, OHa MOXXeT OBTh HCIOAb30Ba-
Ha AJd aHaJju3a. Boay XpaHAT B CTEKJIAHHOH OyTHIJAKE C NPHTEPTOH
IpO6GKOH. ‘

Kucnora comsnas no 'OCT 14261 u pacteop 1:1. &

Kucnora 6opHaﬁ no ['OCT 9656 uau no FOCT 18704, pactBoOp
20 r/am3.

Kucsora oprodocdopras no F'OCT 6552. -

Kucnora cepuas mo T'OCT 14262, paCTBop 1:4 u pactrop
c(!/eHyS04) =0,02 MOJIb/IM3, NPUFOTOBJIEHHBIH H3 (HKCaHAaJa.

MaccoByi0 KOHUEHTPALHIO PACTBOPA CEPHOM KHCJOTHI yCTaHaBJ]I/IBa—

0T N0 TeTPaGOPHOKHCAOMY. HATPHIO HJH YIVIEKMCJOMY HaTPHIO. |

MaccoByl0 KOHIIEHTPaUMIO PacTBOpa CEpHOIl KHCJOTH 110 TeTpabop-
HOKHCJOMY HATPHIO YCTAHABJAHBAIOT cJeaylomum obpasom: 0,1000 r
peakTHBa pacTBOPAT B 150 c¢M® BOAH, NpuOaBAAIOT HECKOJBKO Ka-
neJb CMeCH HHAMKATOPOB H THTPYIOT PacTBOPOM cepHOH KHCJIOTHl 10
nepexona OKDaCKH 3 3eJIeHOH B CbHO.TIeTOByIO
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JTOMy HanHIO yCTaHaBJAHBAIOT cneﬂylomHM oﬁpaSOM 0 1000 r PeaKTH-
Ba pacropsitor 5 100 cm?® soabl, TePEHOCAT B MEpHYIO KOJIGY BMECTH-
MocTbio 250 cM?, 10JMBAIOT BOAOH A0 METKH M nepeMetinBaior. OT6u-
_ paloT aNHKBOTHYIO YacTh, paBHyw 50,0 cm3, nomemamnT B KOHHYECKYIO
kon6y BMmectuMocTbio 250 cm®, mpuausawot 100 cM® Boab, N06aBASIOT
HECKOJIKO Kamesib CMECH HHAMKATOPOB H THTPYIOT 10 Hepexoaa oxpac-
KH H3 3e/ieHOoH B (HOJIETOBYIO.
MaccoByl0 KOHLUEHTPalUKIO pacTBopa cepHOH  KHUCAOTH ¢, rjcm3
a30Ta, BEIUYHCJAAIOT O GopMyJie )
=2 - (1)
(V—V,)-M ‘
rue ml—Macca THTPYEMOH HaBeCKH TETpaﬁopHOKHCJIOI‘O UM yTJIe-
KHCJI0TO HATPHH;,.
28 — MoJeKyJgpHas Macca asora; . -
V — o6bem pacTBOpa cepHOH KHCJOTBI, H3PAaCXOJOBAHHBIH Ha
TUTPOBaHHE, CM3; | \
V,—ob6beM pacTBOpa cepHOH KHCJOTH, HM3PAacXOJOBAaHHMLIH Ha
TUTPOBAHHE PACTBOPA KOHTPOJBHOIO ONEBITA, CM3;
M — mosekynsipuasi Macca TeTpabOPHOKHCIAOrO HATPHS HJH yme-
KHUCJIOTO HAaTPUS.

Cmech kucqoT: k 300 cm® Boawpl mpuausaior 600 cm3 opToq)ocq;op
HOH KHCJIOTHI, epeMeuIdBaioT U npuauBaloT 150 cM® cepHOH KUCJOTHI.

Hatpus rugpooxucs no TOCT 4328, pacteop 400 r/am3: B koaby
BMECTHMOCTBIO D aM? noMmewator | xr ruapokeupa Hatpus, 10—20 r
UHHKA, 2—3 T MeAHOH NPOBOJOKH H NpHauBaioT 2,7 AM® Boawl. PacTBop
KHOATAT A0 AOCTHiKeHHs1 obbeMa 2,5 amd. PaCTBop XpaHAT B 3aKphbl-
TOM MOJIH3THJIEHOBOM COCYILe.
- Kanausa rugpookucsy no 'OCT 24363, paCTBop 150 r/am3. PaCTBOp
. XpaHAT B NOJU3THJIECHOBOM COCY/e.

Hatpu#t yraekucasit no TOCT 83, BHCYIlIeHHBI B TeYeHHe | 4 npH.
temnepatype 270—300 °C.

Hatpuii terpabopHoxucaniit 10-sBoanbiii nmo T'OCT 4199, nepe-
KPHCTaJNIM30BaHHBIA: 150 T peakTuBa pacTBOpPAIOT IIPH TeMIeparype
He Bbime 60°C B 300 cm® BoAb!, NONMyuYeHHHH pacTBOp (QUJBLTPYIOT ye-
- pe3 cKIaguaTei (pUABTP B GapPOpOBYIO HALIKY, OXJAXKAAEMYIO JbAOM
HJIH BOLOH 10 5°C. HenpepriBHO nmomeiunBas GUAbTPAT CTEKJIAHHOMN
Maqo4Koi, NOJAYyYaloT npenapat B BHJAE TOHKOI KPHCTaJJHUYECKOH Mac-
Chl. ' | |

Kpucranmasl orcacbiBaloT Ha BOPOHKY DioxHepa, npomwpamr He-
OOJIbIINM KOJHYECTBOM XOJNOKHOH BO&bE, 33TEM BLICYIIHBAIOT Ha Bosﬂy«
xe 2—3 L. XpaHAT B 3aKpHITOl HOCYye.
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CHHPT 3THJOBHIH peKTHcpHKOBaHHbm no TOCT 5962 uiau no I'OCT
18300.

MeTu/IeHOBLIH ronyﬁoﬁ

MeTHAOBBI KpacCHBIH.

Cumecb ungukartopoB: 0,125 r metnyoBoro kpacuoro u 0,083 r me-
THJEHOBOTO roayoore pacTBOPAIOT B 100 cm? saTunoBoro cnupra. |

[[uHK MeTaAMuuecKHA TPaHyIHPOBaHHEIH. -

Menp MeTaaaH4ecKas B BHJe IIPOBOJIOKH.

-Kaaui cepokucasiit no TOCT 4145.

Kaaui fioaucteiéi no N'OCT 4232.

PryTh fiogHas.

Peaktup Hecciiepa rotoBar caexywomum obpasoM: 12,5 r fiogucro-
ro KaJjug pactsopsioT B 15 cm3 Boasl. K pactBopy HpHﬁaBJIHIOT 17,56 r
HOZHON DPTYTH H IepeMELHBAIOT A0 NOJHOrO PacTBOPEHHS KPAaCHOro
ocajra. K nonyuennomy pacteopy npuausatot 445 cm® pacrBopa rup-
POKCHAa KaJiusl, NepeMeliHBaloT H AaloT OTCTOSATbCA OCaiKy B TeyeHHe

3 cyrok. Ilpo3paunsiii paCTBop JEeKAHTHPYIOT U XPaHAT B CKJSHKE H3
TEMHOro CcTexJa.

[Ipurorossnensne, xpaHeHHe PaCTBOPOB U DCAKTHBOB, a TaKKe npo-
BeJCHHE aHa/NH3a CJELYeT OCYHIECTBAATH B NOMEINEHHAX, aTMocdepa
KOTOPHEIX CBOOOLHE OT aMMOHHHHbIX COJIeH U OKCHIOB a30Ta..

5 NOITOTOBKA K AHAZIH3Y

CobupaioT ycTaHOBKY (uepTex 1) s AMCTHJNAIHH aMMHAaKa, coe-
AWHAIOT BCe jAeTaJu W/aHbaMH HJH Pe3HHOBEIMH TpyOKamu, obecrneyu-
BAIOILHMH repMeTHYHOCTb. [loarorasauBarT npufop caepyiomum o6-
.pa3oM: B pPeakUHOHHYIO Kos6y (4) samausator 100 cm3 Boasl v 150 cm?
pacTBopa THAPOKCHAA HaTPHS, B COCYA AJs IOIJIOLIEHHA aMMHaKa
(9) —20—30 cm® pactBopa GOPHOH KHCJOTH, BKJIOYAKT BOLOCTPYI-
HBIHi HacoC H NPOBEPAKT repMeTHUHOCTh CHCTEMBI. -3aTeM BKJIOUYAIOT
JIEKTPOIIMTKY (2) M DNpPOBOAAT OTIOHKY aMMHakKa B TeyeHHe 40 MuH.
YCTaHOBKY CUHTAIOT TOTOBOH K paloTe, . ecJH Ha Heﬁ’rpanusaunfo

100 cm® guctuansata pacxoayercs He 6onee 0,1 cM® pacrBopa cepHoit
KHCJIOTHI.

6 MPOBENEHUE AHAJIU3A

. HaBecky npo6u Maccoit 0,25 r npu MaccoBof jgoJe asota g0 4 %
nan 0,1 r npu MaccoBod poJe a3ord cBelile 4 9 NOMEIalT B KOHH-
yeckylo Koa6y (ueprex 2), mpuansaior 30 cM® pacTBopa COJISHOH KHC-
JIOTHl M 32KPHIBAIOT NPOGKOH ¢ THAPABAUYECKUM saTaopOM, B pesepBy-
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ap KOTOpOro IpeABApPHTIC/AbHO Ha/lubdiul & LA™ pdlLibUpd VLU Anks
Aotei 1:4. Cogep:kumoe Koabb yMepPEHHO HarpeBamoT [0 MNOJHOrO
pacTBopeHusi HaBeckH. Koaby ¢ pacTBOpOM OXJaXkAalOT, pacTsop H3
FHAPABJIHYECKOTO 34aTBOPA , NPHCOECAMHAIOT K OCHOBHOMY pacTBOpY,
npusauBaioT 20 cM3 CMeCH KHCJIOT H HArpeBaloT A0 MOSBJIEHHS C1a0biX
NapOB CEPHOl KHCJOTHI, 3aT€M OCTOPOXKHO N00aBasioT 1 T cepHO-KHC-
JIOTO KaJdsi ¥ HarpeBaHWe MPOAO/IKAIOT A0 NOABAEHHS TYCTHIX GeJbIX
napos. . T
Konby oxnaaxaator, npuinsaior 100 cM® GHAHCTHIIHPOBAHHOH BO-
Abl ¥ HarpeBaloT 10 pacTBopeHusi couaeil. [IoAroTOB/AEHHBIH H OXJaX-
‘A€HHBI PacTBOp aHAJH3HPYEMOH NPOOH OCTOPOXKHO MEPEHOCAT uepes
KamneJibHyl0 BOPOHKY yCTaHOBKH (5) B DEakUHOHHYIO KOOy (4) c
HpeJABAPHTENbHO HaJHUTHIM B Hee 150 cm® pacrBopa IHAPOKCHAA HAT-
pHud, a B cocyl AJs morJouleHus ammuaka (9) —80 cM® pacTBOpa
GopHol KHcJOTH, Konby u KamnejbHyl0 BOPOHKY OIIOJIaCKMBAIOT HeE-
GOJIbIIHMH TOPUHAMH BOJH, He AaBasd efi cTeKaTh A0 KOHIA. 3aKpHiBa-
0T KPaH BOPOHKH, BKJIOUAIOT HACOC, 3JIEKTPOIVIUTKY, 00€CneunBaoOLLYI0
Temneparypy Harpera 200—250°C. OTroHKy aMMHaKa NpOAOJKAIOT B
Teuenue 40 MHH. ' . o ‘

3aTeM HarpeBaHue NPEKPAllalOT, OTCOGAMHAIOT KOJOY NpHEMHHKA
‘0T cHCTeMbl, O6MbIBaloT GapboTep, A400aBJASIT HECKOABKO Kamnelb
pacTBOpPa CMeCH HHIHKATOPOB H THTPYIOT PacTBOPOM CEPHOH KHCJOTH
A0 Mepexona LBeTa HHAUWKaTopa. |

7 OBPABOTKA PE3YJIbTATOB
7.1 Maccosyio p0J10 a3ora X, %, BEIUHCJAIOT IO cpovafyne

x=thz¥a q0, @)

rae V, —obbem pacTBOpa CEPHOH KHCJOTH, H3PacXOLOBaHHBIH Ha
TUTPOBaHHe NPOGH, cM3;
Vo — o6beM pacTBopa CEPHOH KHCJOTH, H3DACXOAOBAHHBI! Ha THT-
POBaHHE KOHTPOJBHOIO ONBITA, CM% -
€ — MaccoBas KOHIIEHTpalusi pacTBopa CEPHOH KHCJOTHI, BbIpa-
KeHHaq B r/cMm?® asora, B |
m — Macca HaBecKd NpoOsl, T.

7.2 HopMBl TOYHOCTH M HOPMATHBBHI TOYHOCTH NpPHBENEHH B TaGJH-
ue 1. | |
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JdonyckaeMble pacxosKIeHHSs,

Iorpew- | ABYX CpeiHHX .
HOCTh PE3YNIBLTATOB nByx Tpex pe3yabTaTOB
MaccoBas Aons pesvab- aHa/H3a, napad- napasn- aHanHza’
maprasna, % TATOB BBIMONMHEHHbIX | neabHBIX JeNbHBIX CTaHOAPTHO-
: aHaJH3a B Pa3JHUABIX | oNOpele- onpefe- ro obpasna H
A% YCAOBUAX JeHH A JeHH# aTTeCcTOBaH-
. dk o ds da HOTQ - 3%aqe|-mﬂ
O1 1 10 2 BKIIOY, 0,12 0,15 . 0,12 0,15 0,08
Ce. 2 » 5 » 0,2 0,2 0,2 0,2 0,1 .
» b » 8§ .» 0,3 0,3 0,3 0,3 0,2
~
-
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