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Mpeancnosue

1 PASPABOTAH Poccuitckoit Penepaumeii TeXHUUECKHM KOMHTETOM
TK 8 «Peppocnaasnbi»

BHECEH Texuuueckum. cekperapuarom MexXrocynapcrBeHHoro
CoBera no craHNapTH3alHK, METPOJOTHH H cepTHHUKANUH

2 MPUHAT Mexrocynapcreenusim  CoBeToM 10 CTaHAAPTH3AUKH,
METPOJIOTHH M cepTHhHKALNN

N ¢

- o . HannoHaabHBIH Opran
ayMEHOBaHHE roCyAapcrBa ] [0 CTaHAapTH3ALMH

Pecny6amka Apmennus
Pecny6nuka benapych
Pecny6nuxa Kasaxcrtan
Pecny6nuka Moagosa

Apmroccranagpr
Besneraniapr
Kaarnascragnapr

Moanosacranaapt
Poccuiickas ®enepanus Tocerannapr Poccun
Typrmenncran Typxkmencranpapt
Pecny6annka Yabexncran . ¥Yaroccranaapr
~ Yxpamma : Tocctanpapt YkpauHu
N

3 Mocranosaennem Komutera Poccuiickolt Penepanuu no cranpapru-
3auMH, MeTpoJoruu n ceprudukaunn or 28.11.94 N 292 Mexrocy-
napcreeHnbiii cragpapt F'OCT 16698.13—93 «Mapranen meranau-
YecKMid M mapraden a3oTupoBaHHbA. Meron onpejenehus asoTa»
BBEJCH B JIeHCTBHE HENOCPENCTBEHHO B KayecTse IOCYRApCTBEHHOrQ
cranpgapra Poccuiickoit ®epepanun ¢ 01.07.95
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COOLEP)XAHUE

1 Hasnauenne u obaactb npumeHenus
éHOpMaTHBHbIe‘ CCBIJIKH

3 O6wne tpeGopahus

4 Annaparypa, peakTHBbL H PacTBOPHI
5 IloarotoBka K aHagmay

6 Ilposexense awamwsa . . . .
. 7 OGpaGotka pesyibTatoB
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MEXTOCYAAPCTBEHHBMW CTAHLAPT
e
MAPFAHEH METAJIJIHYECKHHM - MAPTAHELL A30THPOBAHHbBIN

Mertop onpenenenus asora

Metallic manganese and nitrated manganese.
Method for determination of nitrogen

" JMara seegenus 1995—07—01

1 HA3BHAYEHME U OBJIACTb NPUMEHEHHA

HacTosiuii cTaHgapT yCTAHABJAHBAeT THTPUMETPHUECKHH MeETO
onpefeseHHs1 a30Ta NPH MaccoBoil [0Je ero B a30THPOBAHHOM Mapras-
ueor 1 go89%.

“MeTon OCHOBAH Ha PacTBOPEHHH HABECKH B HEOKHCJAIOLIMX KHCJO-
Tax, B pesyabTaTe Yero B pacTBope 06pasyloTca amMoliHble COJH. Asor
OTTOHAIOT B BHAE aMMHaKa AHCTH/LISLHEH H3 WIEJOUHOro PAacTBopa,
MOrJIoNLasi aMMHAK PacTBOPOM CePHOH KHCJOTH B MPHCYTCTBHN CMeCH
HHAHKaTOpPOB.

2 HOPMATUBHBIE CCBIJIKH

B pacTosiieM cTaHZapTe HCNOJB30BAHB CCHIIKH Ha ClAeAylOLHE
CTaHAADPTHL:

T'OCT 83—79 Harpuil yraekucanii. TexHHYeCKHe YCJIOBHS

T'OCT 4145—74 Kauawnii ceprokncanifi. TeXHHUECKHE yCIOBHS

TOCT 4199—76 Harpuit rerpabopuoxucanil 10-poannii. Texnnue-
CKHe YCJIOBUS

TOCT 4232—74 Kaaunii fogucToiil. Texuuuyeckue yCcJaoBHs

I'OCT 4328—77 Hatpus ruapookuch. TeXHHUYECKHE yCJAOBHS

TOCT 5962—67 Crnupt 3TUAOBHH pexTuduxoBanublfl. Texunue-
CKHe YCJIOBUA

I'OCT 6552—80 Kucaora oprotpochopHas. TexHnueckue yC.IIOBHﬂ

I'OCT 9656—75 Kucaora Gopnas. Texnmveckue ycaopus

ract 14261—77 Kucnora consnas oco6oft uHcTOTH. TeXHHYECKHE
_ycaoBus

ToCT 14262——78 Kucnaora cepras ocobofi wncToTH. TexXHHYECKHE
yCJI0BHS

Hspanne opuunansHoe
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T'OCT 18300—87 CrupT 3TH/IOBbI{l peKTH(HOHKOBAHHBIH TeXHHYECKHH,
Texnuyeckue yCcJaoBHUs

I'OCT 18704—78 Kucnota 6opHas. Texuuueckue ycJaoBuA

IFOCT 20490—75 Kanuii mapraHnoBokucani. Texnudeckue ycjo-
BUS
TFOCT 24363—80 KaJmsi rufipooxsch. TexHHYECKHE YCJOBHS
[OCT 26999—86 Maprasen MeTa/JHYecKH# ¥ MapraHel a3oTHDO-
BaHHblf. Meroas or6opa n NOATOTOBKH Npob 1Js1 XHMHYECKOro H bu-
3HKOXHMHYECKOrO aHaJH30B

IF'OCT 28473—90 YyryH, crans, q)eppocnnaBbI, XpOM, Maprasel
Meraaanyeckue. O6uue Tpe6oBaHHA K MeTOfaM aHa/u3a

>~

3 OBILHE TPEEOBAHUA

3.1 O6mue TpeGoBaHus K MeToay aHaanza — no TOCT 28473.
3.2 Jlabopatophas npo6a Jo/MKHa OBLITh NPUTOTOBJEHA B BHAE TO-
pollKa ¢ MaKCHMaabHbIM pa3MepoMm uactun 0,16 mm mo FTOCT 26999.

4 ANNNAPATYPA, PEAKTHBbI U PACTBOPbI

YeranoBKa piist AMCTH/IALMHM aMMHaKa C BO3AYIUHO acmupauued
(ueprex 1) .

7 ’ K Boda - ]

s . CMPyuroMy

=3 —>

] -~ IPOMBLIBHBIE COCYABI, 3aNOJiHeHHble, CepHOM KHCAOTOH M BO-
BOM; 2 — 3JeKTpolIuTKa; J — CTex/AHHas TpyOKa JIHaMeTpoM
6—7 MM; 4 — peaKuHOHHa# KosGa M3 TEPMOCTOMKOIO CTEK/J1a BMeE-
ctuMOCThio 300 cM®; 5 — KanesbHasi BOPOHKa € KpaHoM; 6 — je-
$aermarop; 7——;;9_4011,141151-1&11(; 8§ — Gap6otep; 9 — cocya Aad 10-

’  DAIOLIEHHS aMMHaKa

Yeprex 1
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Bona GuancTuaHpOBaHHA® WJIM JEHOHH3HPOBaHHas, HCHOJb3Ye-
Mas B XOle aHajH3a M /A NPHIOTOBJEHHS PacTBOPOB. Jl/isi meperow-
KH BOJBI NPHMEHSIOT YCTaHOBKY, IPEJCTaBJEHHYIO Ha 4epTexe 2 HJH
apyroro tuna. Ilpu BTOpHuHO# meperoHke k 5 AM3 AHCTHJIHMPOBAHHON
Bolbl 1o6aBasiior 10 cmM3 pacTBopa cepHONl KUCaOTH (1:4) H HeCKOMBKO
KPHCTAJ/I0B MapraHUOBO-KHCJIOTO KaJHfl 10 NOJYyYeHHs YCTOHYHBOH
OKDAaCKH pacTBOpa B TE€YEHHE BCETO BPEMEHH NICPErOHKH.

1 — 3JIeKTpPONJIUTKa; 2 ~~ NHCTHAJNISHOHHAA KoJ-
6a; 8 — XO0JOJUNbLHUK; 4 — Kon6a-npHeMHHK; § —
- NpEefOXpaBUTeNbHAs BOPOHKA

Yeprex 2

OuniieHHyI0 BOAY NPOBEPSIOT Ha NPHCYTCTBHE B Hell HOHOB aMMO-
Hus peakrnsoM Heccaepa: k 100 c¢m® nosyueHHOH BOIBI NPHJIHBAIOT
0,5 c¢m® pacrBopa ruapokcuaa kaaus u 1 cM® peaktruBa Heccaepa, Ec-
JIH BOZA HE OKPACHJACh B.2KeJTHIl LBET, OHA MOXKeT GHTh HCIOAb30Ba-
Ha A5 aHaausa. Boay XpaHAT B CTEKJISAHHOH OyTHJKE C HPHTEPTOH
npoOKOH. :

Kucnora consnas no 'OCT 14261 u pacteop 1:1. :

Kucnora 6opHas no T'OCT 9656 uan no 'OCT 18704, pactBop
20 r/am3. : :

Kuncjnora oprodocdopuas no FOCT 6552. - :

Kucnora cepnas .mo TI'OCT 14262, pactBop 1:4 wu pacrsop
¢('/oHsSO4) =0,02 Moab/am3, npurotoBnenHbi H3 GuKcanaa.

MaccoByi0 KOHUEHTDAIUMIO pacTBOpa CEPHOil KHCJOThl YCTAHABJUBA-

v

I0T N0 TeTPaBOPHOKHCAOMY HATPHIO HJH YIJIEKHCJAOMY HATPHIO. i

MaccoByl0 KOHILEHTPaUHIO PaCTBOpPa CepHOIl KHCJIOTH 10 TeTpabop-
HOKHCJIOMY HATPHIO YCTaHaBJAMBAIOT cjeiylouuMm ob6paszom: 0,1000 r
peakTupa pacTBOpAT B 150 cM?® Boabl, NpHOABASIOT HECKOJABKO Ka-
nejib CMeCH HHAHKATOPOB H THTPYIOT PAcTBOPOM CEePHOH KHCJIOTHI A0
nepexofa OKpacKd H3 3e/eHOH B (HOMNETOBYIO. -

3



rocCT 16698.13—93

MaccoBylo KOHIEHTpALUIO pacTBopa CepHOM KHCJIOTH 110 YT A€KHC-
JOMY HaTpHIO YCTaHABJHBAIOT CAeAYIOMNM 00pa3oM: 0,1000 r peaxTH-
Ba pacTBopsiioT B 100 cM® BOAbI, MEPEHOCST B MEPHYIO KOJGY BMeCTH-
MocTbio 250 cM3, 10JMBAIOT BOAOH 4O METKH U nepeMetinsaior. Orbu-
_ paoT aJHKBOTHYIO 4acTh, paBHyio 50,0 cM®, NOMeIaloT B KOHMYECKYIO
KoNby BMecTHMOCcTbiO 250 cM?, mpuausaioT 100 cm® Boabl, 100aBASIOT
HECKOJMBbKO Kamnesib CMECH HHAMKATOPOB H THTPYIOT 10 Nepexoja okpac-
KH H3 3eJIeHOl B (PHOJETOBYIO. - .

MaccoByl0 KOHIEHTPalHIO pacTBopa cepHOH KHCJIOTH ¢, r/cm3
a30Ta, BLIYHCASIOT 0 opMye )

' omgan (1)
V=V,)-M , ‘
rje m,— Macca THTPYEeMOH HaBeCKH TeTpAGOPHOKHCJIOrO HIM YrJe-
KHCJIOTO HATpHS;
28 — MoJiexyngpHas Macca asoTa; .
V — o0bem pacTBOpa CepHOH KHUCJOTH, H3PAacXOLOBAHHBIH Ha
THTPOBaHHeE, M3,
V|, —o6beM pactBopa CEpPHON KHCJOTH,  H3DAcCXONOBAHHBI Ha
THTPOBaHHE PAaCTBOPA KOHTPOJBHOI'O ONbITA, CM?;
M — MosekyasipHast Macca TeTpaGOPHOKHCJOrO HATPHS HJHM yrije-
KHCJIOTO HaTpHS. -

Cmecr xucaot: Kk 300 cm® Boast mpuausator 600 cm® oprodocdop-
HOU KHCJOTH, NepeMeudBaioT u npuiaubaior 150 cM® cepHOil KHCJIOTHL.

Hatpusi rugpooxucs no 'OCT 4328, pacreop 400 r/am3: B xona6y
BMECTHMOCTBIO 5 AM® momeutaior 1 xr rugpokeupa Hatpus, 10—20 r
HHHKA, 2—3 r MeAHOH NPOBOJIOKH M npuanBaioT 2,7 1M3 Boarl. PactBop
KUIATAT J0 J0CTHXKeHHs ofbema 2,5 aM3. PacTBop xpaHAT B 3aKpl-
TOM MOJIHITHJIEHOBOM COCY/Le. '

Kaausi ruapookucs no [OCT 24363, pacrBop 150 r/am3. Pacreop
. XpaHAT B MOJHITH/JIEHOBOM COCY/E. -

Hartpuit yraexucasit no T'OCT 83, BeicyuleHHbll B TeueHue 1 4 mpu
temnepatype 270—300 °C.

Hatpuii terpaboproxucaniii 10-Bogunii no TOCT 4199, mnepe-
KPHCTAJIM30BaHHBIA: 150 T peakTHBa pacTBOPAIOT IPH TeMIeparype
ne Boiwre 60°C B 300 cm3 BOABI, NMOJYUYEHHBIH PacTBOP (QHIALTPYIOT Ye-
pe3 cKAaNUYATHH GHALTP B (Hap(OpoOBYIO YALIKY, OXJAAXKIAEMYIO JbIOM
nan popoit no 5°C. HenpepblBHO nmoMmemnBasi QUALTPAT CTEKJITHHOH
naJo4xoH, N0/1y4aioT Npenapar B BHA€ TOHKOH KPHCTAJJIHYECKOH Mac-
CHL. :

Kpuctannpl oTcachHBalOT Ha BOpPOHKY BioxHepa, npomuiBarer He-
GOJIbILMM KOJHYECTBOM XOJIOLHOH Bejbt, 3aTeM BLICYIIHBAIOT Ha BO3LY~
xe 2—3 nHA. XpaHsT B 3aKPHITOH nocyje. ' '
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Kanu# MapraHuOBOKUC/IbL 110 FOCT 20490.

COupT 3THJOBBIH peKTquKOBaHHbm no TOCT 5962 wau no TOCT
18300.

Merunenossiii rony6oil.

MeTuaoBbiil KpacHbIf.

Cwmech unauxaropos: 0,125 r metuaoBoro kpachoro u 0,083 r me-
THJIEHOBOTr'0 roay6oro pactsopswt B 100 cM® 3Tua0BOTO CivpTa.

LluHK MeTannuuecKuil rpanyAupPOBAaHHBIH,

Menp MeTananyeckas B BUje IPOBOJIOKH.

-Kaauh cepHOKchmﬁ no 'OCT 4145.

Kanu# fiopmetsit no TOCT 4232.

PryTb flognas.

Peakxrup Heccaepa roroBsit caeaywomum obpasom: 12,5 r #oaucto-
ro Kasma pacrBopsiioT B 15 cm® Boawl. K pacrBopy npubasasiior 17,5 r
fOAHOH DPTYTH W IEePEMEIHBAIOT A0 NOJHOrO PacTBOPEHHSI KPAaCHOrO
ocaaka. K noayuennomy pactBopy npuiusaiot 445 cm® pactBopa THi-
pOKCHAa KaJuf, NepeMeliNBaloT H Jal0T OTCTOSATbCA OCaAKy B TedeHHe

3 cyrok. Ilpospaunsbiit paCTBop JEeKAHTHDPYIOT U XPaHAT B CKJSIHKE H3
TeMHOT0 CTekJa.

TlpurorosJernue, xpaHeHne PACTBOPOB M DEaKTHBOB, a TaK¥XKe INpo-

BE/ICHHe aHANH3a CJIEAYET OCYIECTBJIATh B NOMEIEHHSX, aTMocdepa
KOTOpbIX cBOGOAHA OT aMMOHHMAHBIX COJIEH H OKCHOB a30Ta..

5 MOJTrOTOBKA K AHAJIN3Y

Co6upaior ycTaHOBKY (uepTex 1) AJsi MUCTHAMALHHM aMMHaKa, coe-
JMHAIOT BCe AeTatu WndaMu MJIH Pe3HHOBBIME TpyOKamu, obecrneuu-
BAlOWHKMU repMetrnudocTs, logroraBauBaor npubop ciaepyouum o6-
.pa3oM: B peakLUHOHHYIO K0JIOYy (4) 3anuBator 100 cM® Boawl u 150 cm?
pacTBopa THAPOKCH/[a HaTPHfA, B COCYA AJSl IOIVIOMIEHHS aMMHakKa
(9) —20—30 cM® pacTBOpa GOPHOI KHCJIOTH, BKJIOYAKT BOLOCTPYi-
HBIl Hacoc M MPOBEPAIT ePMETHUYHOCTb CHCTEMEL.-3aTeM BKJIOUAIOT
3JIEKTPOIIHTKY (2) M NPOBOIAT OTTOHKY aMMHaka B TedenHe 40 Muw.
YCTaHOBKY CUHTAIOT TOTOBOH K paboTe, . ecJH Ha HeHTpaH3anHio

100 cM® puctHaasita pacxonyercs He 6onee 0,1 cm® pacrBopa cepuolt
KHCJIOTHL. ‘

6 MPOBEAEHHUE AHAJIU3A

. HaBecky npober macco#t 0,25 r npu MaccoBo#i aoJe asora 10 4 %
nan 0,1 r npu MaccoBoH pone asora cBouille 49 NOMELAIOT B KOHH-
YecKylo Koaby (ueprex 2), mpuauBaioT 30 cM® pacTBopa COJIAHOH KHc-
JIOTH K 32KPLIBAIOT NPOGKOH C rMApPaBAHYECKAM 3aTBop0M, B pesepBy-

§
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ap KOTOPOrO MPEeABAPHTENbHO HA/IWBAIOT 2 cM3® pacTBOPa CepHOH KHC-
aotei 1:4. ComepxuMOe KOJOH yMeDEHHO HarpeBalOT A0 IIOJHOrO
pacTBopenuss HaBeckH. Koaby ¢ pacTBOPOM OXJaxaaloT, pacTsop H3
THAPABJHYECKOrO 3aTBOPA, NPUCOENMHSIOT K OCHOBHOMY pacTBODY,
npuauBaot 20 cM® cMecu KHCJIOT H HAarpeBaloT A0 MOSBJEHHs CJ1a0bIX
IapoB CepHOll KMCJOTH, 3aTeéM OCTOPOKHO A06aBisioT 1 T CepHO-KHC-
JIOTO KaJjlisi ¥ HarpeBaHue TPOAOJKAIOT A0 NOSBJIEHHs IYCThIX GeJbX
NapoB. _ T
Koaby oxmaxaatot, npuausaior 100 cm® GUAHCTHANMPOBAHHON BO-
Jbl M HarpesaloT A0 pacTBopeHHsi cosefl. [10ATOTOB/IEHHBIH H OXJaX- -
‘IeHHBIi PacTBOp aHAJH3HPYyeMOH IPJOBI OCTOPOKHO NEPEHOCAT uepes
KaneJbHyl0 BOPOHKY YCTaHOBKH (5) B PeaKUHOHHYIO KoJGy (4) ¢
ApeBAPATENbHO HAJHTHIM B Hee 150 cM® pacTBopa THAPOKCHAA HAT-
pHd, a B cocya AJs morJouleHus ammuaka (9) —80 cM® pacrBopa
GopHo# Kuca0TH. Kosfy H KamesbHyl BOPOHKY OMNOJNaCKMBAIOT He-
Go/IbIUMMH TOPLUHAMH BOJbI, HE AaBast eff cTeKaTh A0 KOHLA. 3aKphiBa-
JOT KPaH BOPOHKH, BKJIOUAIOT HACOC, 3/EKTPOILIMTKY, 06€CTIeYHBAIOLLYIO
temnepatypy HarpeBa 200—250°C. OTrOHKYy aMMHaKa NPOAOJIKAIOT B
Teyenue 40 MHH. : - L ’

3aTeM HarpeBaHHe NPEKPallaloT, OTCOEAMHAIOT KOJOY NpHEMHHKA
‘0T CHCTeMbl, 06MbIBalOT Gap6oTep, [HLOOABJAIOT HECKOJNbKO Kamelb
pacTBOpa CMeCH HHAHKATOPOB H THTPYIOT PacTBOPOM CEePHOH KHCJIOTH
[0 nepexoja LBeTa HHAUKATOpa.

7 OBPABOTKA. PE3YJIbTATOB
7.1 MaccoByio 0110 a3oTa X, %, BHIYHCJASAIOT. IO (popMlee
“y_—Va)-c E ‘
X= —m——-——.IOQ, (2)

rae Vy—o6beM pacTBOpa CEPHOH KHCJOTH, H3DPacXOIOBaHHBIA Ha
THTpOBaHHe NPOGH, cM?;
V,— o6beM pacTBopa CEPHOH KHCJIOTH, H3PaCXOAOBaHHbIA Ha THT-
pOBaHHE KOHTPOJIBHOTO ONEITA, CM3; S
¢ — MaccoBasg KOHIIEHTPalHsl pacTBOpa CEPHOH KHCJOTH, BbIpa-
JKeHHad B I/cM® asoTa; ’
m — Macca HaBeCKH NpobHI, I

7.2 HopMEI TOYHOCTH W HOPMAaTHBHI TOYHOCTH NpHBENEHH B Tabau-
ue 1.
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Ta6auna ! — HopMbl TOYHOCTH ¥ HOPMATHBbI KOHTPOJS TOUHOCTH

IlonycKaeMbie pacxoxAenus, %

Horpeut- | ABYX cpeiBHX -
HOCTb pe3ynbTaTtos ABYX Tpex pe3yJsbTaTtoB
MaccoBas foJs pesyb- aHanu3a, napas- napas- aHaJH3a
Maprasxua, % ’ TaTOB BbIHONHEHHbIX NEeAbHBIX JieJIbHBIX CTaHoapTHO-
. aHaJH3a B Pa3JHYABIX | ompene- onpene- ro obpasuna H
, % YCJAOBHAX JIEHU JeHHH aTTeCTOBAH-
td, Cds ds HOTO * 3HAaYeHHU s
. (4]
Or 1 g0 2 Bkawu. 0,12 0,15 . 0,12 0,15 0,08
Ce. 2 »5 » 0,2 0,2 0,2 0,2 . 0,1.
03 0,3 03 0,3 702

» 5 » 8§ .»
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