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TOCYAAPCTBEHHDBIN CTAHIAPT POCCHNCKOHN SENEPALHH
S

KUCJHAOTA ABOTHAA TEXHUYECKAS

OnpepenieHne COAEPKAHHA COEAUHEHHH TPEXBAJEHTHOr0 a30TAa.
TUTPDHUMETPHUECKUA METOJ

Nitric acid tor industrial use.
Determination of nitrous compounds.
Titrimetric method

JJara sBeneHuss 1995—07—01

1 OBJIACTb TIPUMEHEHUA

Hactosmiui cTaHAapT ycTaHaBJAHBAeT TUTPUMETPHUUECKHH  MeToA
ONpeNeJIeHUs] COAEPIKAHHS COeJHHEHUH TPEXBaJICHTHOrO a30Ta B TEX-
HHYECKOH a30THOH KHCJAOTe B InlepecyeTe Ha a30THCTYI0O KHCJIOTY
(HNO,).

B cranpapre paccMaTpuBalOTCS JBa BapHAHTa NPHUMEHEHHS NAHHO-
T0O MeToAa onpenesieHHs cofepXkKaHHA COENHHEHHHM TpeXBaJIEeHTHOro
a30Ta OJI9 MaccOBLIX AoJeH, paBHbiX HaH 6ojee 0,01 u menee 0,01 %.

JJonoanuTtennHble TpeGOBaHUS, OTpaKawlide NOTpeOHOCTH HAPOJ-
HOI'O X035HCTBA, BbIAEGJIEHB KYPCHBOM.

2 HOPMATHUBHDIE CCbLIJIKH

B HacTrosilieM CTaHaapTe HCMOJAb30BAHBI CChIJAKM Ha CJAeAyiolie
CTaHAapThi:

[OCT 701—89 PeakTtusnl. KHucJoTa a30THass KOHUEHTPHPOBAHHAS.
TexHuyeckue ycaoBHS

[OCT 4148—78 PeakrtuBn. Kene3o (lI) cepHokucaoe 7-Boanoe.
TexHnyeckue ycloBHSA

['OCT 4204—77 PeaktuBbl. Kucaota cepHas. TexHudecKHe yCJIOBHUSA

[OCT 6709—72 Boaa auctuiaanpoBaHHasl, TexHUUYECKHe YCJOBUSA

[OCT 6859—72 llpubopul ana orMepnBaHusi ¥ oT6opa KUAKOCTEH.
Texnunyeckue ycJOBUA

[TOCT 7328—82 Mepn Macchl o0uero HadHaueHust 1 oOpasiioBhIE.

TexHHuyeckue yCJOBUSA

U3spnanue opuuuanbnHoe
|
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I'OCT 20490—75 Kaauifi mapraHuOBOKHCJALIA. TexHHYeCKHE YCJIO0-
BHS

FOCT 24104—88 Becnl nab6opaTopHble 06l1iero HasHayeHHus H 00-
pasunosbie. O0lIHe TEXHHUYECKHE YCAOBHS

['OCT 25336—82 Ilocyna u obopyaoBaHHe jabopaTOpHEIE CTEKJISAH-
Hble. THIBI, OCHOBHBIE NTapaMeTphbl U pa3MepHhl

3 CYIWLHOCTb METOJA

MeTo OCHOBaH HAa OKHC/JAEHHH CO€JHHEHHH TPEXBAaJIEHTHOIO a30Ta
nepMaHraHaToM KaJiif, nocJjeaymolieM go6aBJeHHH pacTBOpa CyJbda-
Ta xKeJje3za (11) u THTpOoBaHHH ero U3OLITKA PAacTBOPOM IepMaHraHaTta
KaJiKs.

4 PEAKTHBDI

B xone ananu3a chaeiayer NMpHMEHSTb PEaKTHBB XHMHUYECKH YHCTHIE
i YHCTbie AJS aHaJ/u3a.

Bona aucruanupoBanuas no 'OCT 6709 unun Boja 3KBHBaJIEHTHOH
YUCTOTHI, OxJaxXaeHHasa go 0 °C,

Kucaora cepuast no 'OCT 4204, pacTBop MOJNSIpHOH KOHUEHTPaLHH
c(!/y HSO,) =4 moab/am® (4 H.).

Kanuit mapraHuoBokucawli no I'OCT 20490, pacTBOpH MOJAPHOH
KoHlieHTpaunH ¢ (!/s KMnO,) =0,1 moan/am® (0,1 H.) u c(}/s KMnOy) =
=0,01 moan/am?® (0,01 u.).

enezo (II) cepuokuciaoe 7-sognoe nmo 'OCT 4148, pacTBOpH MoO-
AspHbiX KoHUueHTpauuin ¢ (FeSO,.7 Hy,O)=0,1 moap/am3® (0,1 H.) H
¢ (FeSO,-7 H,0) =0,01 moan/am?® (0,01 n.), rorosar no I'OCT 701.

5 ATNITTIAPATYPA

Becul nabGopaTopHbie obulero HasHayenuss tuna BJIP-200 no 'OCT
24104 uny Bechbl aHAJOTHYHOroO THIIa ¢ fipeaesoM B3BewmnBanusa 200 r, ¢

LeHOH HauMeHbluero jaeJsieius He 6oJqee 1-10—* r, He HUXKe 2-TO KJacca
TOYHOCTH.

Ha6op rups I'-2—210 no TOCT 7328.

[Tpubop 3—1(2) (nunerxka Jlyure-Pesa) no 'OCT 6859.

Konbbr KoHHuyecKHe KH-1—500—29/32 TXC (uaH 6aHKa BMECTH-
MocTblo 000 cM3, cHabGKeHHasi CTEKJSAHHOH NPUIUAHGOBAHHOH NPOG-
ko) u Ku-2—250—34 TXC no 'OCT 25336.

bropeTku BMeCTUMOCTBIO O H 25 cM3,

bans ¢ TawuHM apaoM.

Ilpumevanne — J[onyckaeTca npumerenue Opyeux cpedcrs usmeperutl ¢
MeTPOAOUHECKUMUL XapaKTepucTuKamu u obopylo8anus ¢ TeXHUYECKUMU XapaKTepu-
CTUKQMU He XYyie, a TAKHEe PeAKTUB08 NO KAYeCT8Y He HUNE BbllleyKAZAHHbIX.
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6 MOATOTOBKA K AHAJIH3Y

6.1 OxanaxjgedHHe npobH

MccnenyeMyro npoly oOxJaXAawT A0 TeMuepaTypbl NPUOAHIHTE/b-
Ho 0°C, morpyxas B 6aHIO CO JibAOM NpuMepHo Ha 30 MHH.

6.2 IIpeanBapHTeNbHOE HCITHLTAaHHE

C NMOMOHIbIO AAHHOIO HCIBITAHHUA OPHEHTHPOBOUYHO ONPEAEeNAIT CO-
AepKaHUE COEJAHMHEHHH TPEXBAaJIEHTHOI'O a3oTa B IepecueTe Ha a30ThC-
TYIO KHCJIOTY B MaCCOBbIX AoAsix fioaee uid Meree 0,01 9%.

[Tunerky Jlynre-Pea 3anofHAI0T OXJaXAEHHOH HccJaelyeMol MNpo-
6ofi (oxomo 20 r wam 15 cM®) M No Pa3HOCTH NBYX B3BEIUHBaHHK pac-
CUNTHLIBAIOT MAaCCy HaBECKU (pe3yAbTaT H3MepeHHA MaCCHl 3aNUCHIBAIOT
C TOYHOCTBIO 10 BTOPOTO NeCATHYHOro 3HAKa).

Ilpo6y momelraloT B KOHHYECKYIO KOJOY CO CTeKJSHHOH NpoOKoH,
cogepxaiyio 100 ¢cm® Boabl, oxnaxaernoi no 0°C, npubasasior 20 cm3
pPacTBOpa CEpPHOH KHCJOTH, OXJaXXJAalT pacTBOp A0 TeMNepaTtypH
0°C B nepeMelllUBAIOT COAEPIKUMOE KOJIOHI.

MceaneayeMyio npoby a30oTHOH KHCJAOTH, COAEPXKAIIYIO COeAHHEHHUSA
TPEXBAJEHTHOIO a30Ta, TUTPYIOT DacTBOPOM NEePMAHTaHaTa KaJjHS MoO-
aspHol xoHueHtrpauuu c¢(!/s KMnQ,) =0,1 Monb/amM® 10 mosiBAEHHS PO-
30BOH OKpackKH, He Hcue3alouiel B TeueHue 1 MHH.

Ecan u3pacxofoBaHHbBIA 1Jisi THTPOBaHHS 06beM pacTBOpa NEepPMaH-
raHata KaJufa paBeH ujau npesbiiraer 0,85 c¢m3, aHaau3 Heo6XxooMMO
MPOBOAHTL NMQ 7.2; ecyiH YKasaHHbIH oO0beM Menbuie 0,85 cm?, ananus
MpOBOAAT 1o 7.3.

7T NPOBEAEHHE AHAJIU3A

7.1 Ot60p npobol

[Iunetky JlyHre-Pes 3amonHAOT oxJaXAeHHOH HCCAeLyeMOH IpO-
60 (okonQ 20 r) U pacCcYUTHIBAIOT MAcCy HABECKH N0 6.2.

72 Xop aHaau3da A48 a30THOH KHCJOTH C Macco-
BOW HON€eH COeAHHEHHUH TpPEXBaJEHTHOIO a30Ta B
nepecyeTe HAa Aa30THCTYIO KHCJOTY, pPaBHOH uJau 06 o-
nee 0,01 9%

B koHuueckyio Koaby nomeuiator 100 cM® BOAbI, OXJaxKIAEHHOH [0
0°C, 20 c¢M® pacTBOpa cepHOH KHCJOTH, oxaaxaexnoro g0 0°C, u c¢ mno-
MOIbI0 GIOpeTKH BMECTHMOCThLIO 25 cM3 pacTBOp nepMaHraHaTa KaJusl
MoasipHoii KoHueHTpanuu c¢(!/s KMnO4)=0,1 moas/aM3, B o0O6BbeMe,
npeBbiimatoniem Ha 10,0 cm® o6beM pacTBOpa, YCTAHOBJEHHBIH MO
6.2 (Vp).

CoxepxuMoe KoJOH nepeMelIMBalOT U OBICTPO BHOCST OTOOPaAHHYIO
npoby, 3akpblBaloT KOOy NpoOKOU M 3HEPrH4YHO BCTPAXHBAIOT [0
HCYe3HOBEHHSl TyMaHa ([IPUMEPHO O MHH).
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3atem npubasasior 20,0 cm® pactBopa cyabdara xenesa (II) mo-
napHoii xoHuenrpauuu ¢(FeSO47 HyO0)=0,1 moab/aM3 U THTPYIOT H3-
6LITOK €ro pacTBOPOM IlepMaHTaHaTa KaJusl TOH ¥Ke MOJAPHOW KOH-
HEeHTPALKK 10 MOABJEHHS PO30BOM OKpacKH pacTBOpa, He HCYe3alolleH
B TeueHHe 1 MmuH (V).

It KOppeKTHPOBKH o6beMa cysbbarta xeneaea (1I), BHecenHoro
B KoaI6y B mpolecce aHaausa, npubasasior B Ty xe xoaby 20,0 cm®
pactBopa cyabdara kenesza  ([I) MOAAPDHOH  KOHUEHTpALHH
c(FeSO,7 H,0)=0,1 moap/aM® u TUTPYIOT PacTBOPOM NepMaHraHaTta
KaJusi TOH K€ KOHUeHTpauuu (V).

7.3 Xopn aHaJaus3a AJd a30THOH KHCJOTH C Macco-
BOH AOJeN COeNHMHEeHUH TpPpexXBaJEeHTHOTO a30Ta B
nepecwerTe Ha a3oTHCcTYw Kucaoty MmeHee 0,01 %

AHanu3 npoBOAAT B COOTBETCTBHUH C 7.2 ¢ UCITIOJB30BAHNEM PacTBOpa
lepMaHrafata Kaauss MoJasipHo# Kornentpauuu c(!/s KMnQO,) =
=0,01 moab/am® (BMecto 0,1 MoJsab/mM®) W pacTBopa cy/ibdara KeJje-
3a (II) monsapuoit koHueHtpauuu ¢(FeSO47 Hy0)=0,01 moab/am?
(BmecTo 0,1 Monb/am?).

8 OBPABOTKA PE3YJBTATOB

8.1 A a30THOH KHCJAOTHE ¢ MACCOBOH AOJEeH CO-
CIHHEHUH TPEexXBaJEeHTHOrIo a30Ta B nepecyeTe Ha
A30THECTYIO KMcaOTYy, paBHOU uau 6onee 0,01 %

MaccoByo 10J110 cOeAHHEHHH TPeXBaJIEHTHOTO a30Ta B 430THOMN KHC-
JJIOTE B nepecyeTe Ha a30THCTYIO KHCJAOTY C B NPOLEHTAX BBLIYHCJSAIOT
no popmyJae

0 [(Vot V1) —V5]:0,00235-100 __0,235[ (Vo+ Vi) — Vs (1)

m m

rae Vo— ob6bem pacTBopa mepMaHraHata kKajus, J06aBJ€HHBIE K HC-
ciaenyeMon npobe B Hayasie aHaAu3a, CMS;
Vi—o6bem pacTBOpa mepMaHraHaTa KaJiisi, H3PacXOJ0BaHHBIH
NPH NEPBOM THTPOBAHHH, CM?;
Vo — 0b6bem pacTBOpa mepMaHraHaTa KaJus, H3pacXoOJOBaHHbBIH
NPpH BTOPOM THUTPOBAHHH, CM3;
0,00235 — macca a30THCTOR KHCJOTH, cooTBeTCTBYIOIlaa 1 cM® pacTBo-
pa nepMaHraHarta KaJiufl MOJISPHOM KOHIEHTpalUH TOUYHO
c(!/s KMnOy) =0,1 moab/am?, r;
m — Macca aHaJau3npyeMoH npobsl, T.

82 JInga a30THONH KHCJAOTH C MACCOBON XZOJEH CoO-
CAMHEHHH TPpEeXBAaJEHTHOro ai3oTa B NepecueTe Ha
A430THCTY KHcJaoTy MeHee 0,019
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MaccoByio A0Mi0 COEJHHEHHH TpPEXBaJEHTHOro0 a30Ta B a30THOH
KHCJOTE B nepecyeTe Ha a30THCTYIO KHCJAOTY C B NPOLEHTaX BHIUKHC/A-

0T o ¢opmyJe

[(Vo+ V;)—V}0,000235-100 0,0235[ (Vo+ Vi) — Vi)
C= ~ = — , (2)

roe Vo-— oObeM pacTBOpa NepMaHraHata KaJjusd, [1006aBJ/eHHBIH K
HeedeayeMoil npobe B Havuage aHaAH3a, CM?;

Vi—o6beM pacTBopa nepMaHraHata KaJiHsi, U3PacCXOJOBAaHHbLIH

NPH NepBOM THTPOBAHHH, cM3;
V;— o6bem pacTBOpa nmepMaHraHaTta KaJus, H3pacXOLOBaHHbBIH

MPH BTOPOM THTPOBAHUHU, CM3;
0,000235 — Macca a30THCTO# KHCJOTH, COOTBeTcTByoWlas 1 cm® pacrt-
BOpa NepMaHraHata kKaJus MOJAPHOH KOHUEHTPAUHH TOY-

HO ¢ (!/s KMnQ,) =0,01 Moan/am?, r;
m — Macca aHaJqH3upyeMoH npobsl, I.

[IpuMeuaHnus
] EcAH KOHUEHTpaUHH HCHONb3YeMHX PacTBOPOB He COOTBRTCTBYIOT YKa3aHHLIM

B lepeuHe peakTHBOB (pasgen 4), HeOO6XOAHMO BBEeCTH monpagoyHoie Kkoaduuu-

eHTH,
2 Ilpu HeoO6XOLHMOCTH COAEpPIKaHHe COeJHWHeHHH TpPeXBaJieHTHOI'0O a30Ta BhIpaXa-

0T B nepecuete Ha N,O, (BMecro HNQOy). Has storo caeayer B GpopMynax 3aMeHHTB
sHadenust 0,00235 u 0,000235 na 00,0046 u 0,00046 cooTBeTCTBEHHO.

3a pe3yAbTar GHAALU3A NPUHUMAIOT cpeOHee apugmeruseckoe pe-
3YAbTATO8 O08YX napassesbrbilx onpedeseHull, abcoaroTHoe pacxoxcde-
Hue mexoy KoTopuiMmu He npesviuiaer donyckaemoe pacxovoerue, pas-
roe 0,05 Y% — npu codeprcaruu coedurerul TPex8aseHTHO20 A30TA OT
0,2 0o 0,6 % u 0,01 % — npu coleprucanuu coeOurerull Tpexe8aseHTHO-
eo a3ora or 0,01 do 0,06 9.

lonyckaeman cymmapHas OTHOCUTECALHAR NO2PEUROCTS pPe3yrbTa-
ra anaaiuda = 109% 0Oas maccosvix doaredi or 0,2 do 0,6 Y% u =309,

dra maccoseix donredi or 0,01 do 0,06 % npu JOosepuresrsHol 8eposy-
Hoctu P=0,95.
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