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Hacrosimuit craHaaprT ycTaHaBJIHBaeT HOAOMETPHUECKHH METOX
(npu MaccoBo# Rose cepsl ot 0,001 go 0,05 %) u meroa ¢ mpumeHe-
HHEM aBTOMATHYECKHX M MNOJyaBTOMAaTHYECKHX aHaJH3aTOPOB (MpH
maccoBoii joge cepbl or 0,001 no 0,05 %) mis ompenejeHus cepsl B
HHKENeBbIX U MeJHO-HHKeaeBhX ciaBax no [TOCT 492 u TOCT 19241.

1. OBUIUE TPEBOBAHHA

O6uwue TpeGoBanuss K Merojgam anajausza—mo ['OCT 25086 c no-
noanenueM mo pasn 1 TOCT 6689.1.

2. TATPUMETPHYECKHMA METOL ONPENEJIEHHSI CEPbI

21 CymHOCTb METOJA

Mertos OCHOBaH Ha CKHTAaHHH NPOOH B TOKe KHcJaopoAa mpH 1350—
1400 °C, nor/JiolleHHH BBIAEsOLEHCcS ABYOKHCH Cephl BOAONW H THTPO-
BaHHH 00pa3oBaBilelicss CePHUCTOH KHCJIOTHI pacTBOpOM HOXa

22 AnnapatTy pa, PeakKTHBH H PacTBODH

YcraHoBKa JJist ONpelesieHHs COAEepkKaHHs Ccephl (CM. UepTex) co-
cTOUT H3 OaJjyioHa C KHCJOpoJoM [, pelyKIMOHHOTO KJanaHa 2, Ipo-
MBIBHO# CKJASHKH 3 C pacTBopow, cojaepxamum 40 r/aiM® mapranuoBo-
KHCJA0To Kaaus H 40 r/am® ruipooKHCH; NMPOMBIBHOH CKJASIHKH 4 ¢ pa-
crBopoM 400 r/nM?® rHAPOOKHCH KaJIHsl; KOJOHKH JUIS OCYIUEHHS KHCJO-
pola 5, conepxaileii B HUXKHEH yacTH 0€3BOJHBIA XJOPHCTHH KaJbLUH#,
3areM cJIO¥ CTeKJSAHHOH HJHM OOBIKHOBEHHOW BaThl MU B BepXHeH 4acTH

H3panne opuunaabHoe
(© HapartenncTBo cranAapros, 1992

Hactosmui craupapr #e MOXKeT ObiTh NMOJHOCTBIO HJAH YAaCTHYHO BOCNPOHU3BEIEH,
THPaXXKHPOBaH M pacnpocTpanen 6e3 paspewenus Ioccrangapra Poccun
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FMAPOOKHChH KaJHsl; TPEXXOLOBOro KpaHa 6, NMO3BOJIAIOIIEr0 HaNpaBJsiTh
KHCJIOPOA, TpOUIeAIIHH OYHCTKY, B I€4Yb WJH BHIIYCKaTb €ro B aTMO-
cdepy U DONOJHHTENBHO PEryJHPOBaTh CKOPOCTb MPONYCKAaHHS KHCJO-
poaa; ¢papdopoBoii Tpy6KH 7 BHYTPEHHHM AHaMeTpoM 18—22 MM, KOH-
bl KOTODOH, BBIXOASILIME H3 MEYH, AOJKHBEI ObITh JJIHHOH He MeHee
100 MM (rpy6ka mnepex npuMeHeHHEM JAOJIXKHA ObITb IPOKaJeHa B
armocepe Kucqaopona mpu 1200°C); ropH3OHTaAbHOM JEKTPHUECKOA
Tpy64aToHd meun § ¢ aBTOMATHYECKHM DPEryJHPOBAHHEM TeMIEpaTypH
Jo 1400 /C; nbieyoBuTe st 9, HANOJHEHHOTO CTEKJSHHON BaTOH; ABYX-
xojoBoro KpaHa I0; ABYX NOINIOTHTeNbHLIX cocynos Il u 12; Gioper-
kH I3 BmecTuMocTb10 10 nim 25 cm3,

dapdoposrie HersazypoBaHHble JoA0uku Ne 2 mo TOCT 9147. Jlo-
JOYKH NpeABapuTesNbHO NpokanuBaior npu 1350—1400°C B atmocde-
pe kHciaopoja. IToHOTa BBIKHI'AHHS CePbl H €€ COeJHHEHHH H3 JIOAO-
4eK KOHTPOJHPYeTCs NPONMyCKaHHeM ra3oo0pasHbix NPOAYKTOB H3 IIeuH
yepe3 pacTBop [HoJa B IPHCYTCTBHH Kpaxmaja. Kouel BHINKHraHHs
cephl U3 JIOJOUEK ONpelessiioT No MpeKpalileHUuio obecliBeuHBaHus Hol0-
KPaxMaJbHOTO pacTBopa.

Menb ¢ maccoBoi posei cepnl He Go.aee 0,001 % B BHAe CTPYKKH
toauuHoi 0,060—0,1 MM.

CranjgaptHeii oOpasen AJisi yCTaHOBJeHHsi pabouero pexuma yc-
taHoBku. Ucnosbsyior [ocynapcTBeHHble CTaHAApTHbIE 06pasiibl CTa-
aei: TCO 716—841n, I'CO 1557—83n, 'CO 1640—83n, 'CO 888—84n,
I'CO 1416—82n uau Hukeneswi cmiaas: 'CO 1862—80, I'CO 1862—
—856m, CO 1498—83m, I'CO 1609—85m.

Kucnopon razoo6pasunii mo 'OCT 5583.

Kaauit fioauctoiit mo FOCT 4232 u pacrsop 50 r/am®.

Kaanit mapranuoBokucasii mo TOCT 20490, pacreop 40 r/am3.

ITpoMBIBHO/i PACTBODP: B MePHYI0 KOJOGy BMecTHMOCTbIO 1 AM3 BHO-
cat 40 r MapraHIUOBOKHMCJAOrO KaJgHd, pactBopsitor B 500—600 cm?® Bo-
Abl, n06asasior 400 T THAPOOKHCH KaJlHA, OXJaXAaloT H pa3baB/asioT
pacTBOp BOAOH A0 METKH.

Kucsora cepras no FOCT 4204, pasz6asaennas 5:100.

PryTb Hoaucras.
Kanapuuii xgopucthiit mo FOCT 450, nuaB/eHHblH, Ge3BOAHBI.

Kpaxman no [OCT 10163, pactBop 10 r/am®: 10 r xpaxmaja cMe-
IIHBAIOT C HEBGOJBIIHM KOJHYECTBOM BOJbI 10 06pa30BaHHS OLHOPOA-
HOfi Maccbl. KpaxMa/ibHYIO CyCNeH3HIO BJIHBAIOT IIPH TepeMelIHBaHHH
B 1 am3 ropsaveit BoAE. PacTtBop KHNATAT 2—3 MHH U (HJABTPYIOT 4e-
pes ckjaajuaThiii GUIABTD B CKAAHKY, B KoTOpyio nomeumawor 0,03—
0,05 r fioAuCTOH PTYTH.

Kasuit aByxpomoBokucabii no I'OCT 4220, 0,0125 moab/aM® pa-
CTBOP: TFOTOBSIT H3 Ipenapara, ABaXKAbl MEPEKPHCTaJJIH30BAHHOIO H
BhicyienHoro npu 170 °C.
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Hartpuit yraekucapii 6essoansiit mo F'OCT 83.

Harpusi tHocysnbgpar kpucramindeckuii no I'OCT 244, pacrtBophl
0,0125 monb/am® u 0,0005 mosb/am?: pacreop 0,0125 Mosib/AM® FOTOBAT
3a 2—3 IHsA IO YCTaHOBJIEHHS MAacCOBOH KOHLEHTpalHH pacTBopa:
6,2 r CepHOBATHCTOKHCJ/IOrO HaTpusi pactBopsitor B 100 cm® cBexemnpo-
KHIAYEHHOH O0XJaXKAeHHOH BOAbL, NPHOABJASAIOT 2T YIJEeKUCJAOT0 HATPHUs
¥ pasbasasior Bofo# go 1000 cm®. Pacreop 0,0005 monb/aM® THOCY/IB-
(aTa HaTpHsA TOTOBAT COOTBETCTBYIOWMM pasbaBaenuem 0,0125 moun/
/AM® pacTBOpa CBEeXENPOKHISYEHHOH M OXJaX/JEHHOH BOJOH.

YcTaHOBKAa MacCOBOH KOHHEHTPalUUM pacTBopa THOCyJbdara Hart-
pus.

B koHuyeckylo Koa6y co mudoM BMecTuMocTbio 250 cm® momema-
o1 10 cM?® congHOl KucJaoThl, 10 cM® pacTBOpa HOLHCTOTO KaJHs H
25 cm® 0,0125 mMosb/aM® pacTBopa JIBYXPOMOBOKHCJIOrO Kanus. Koaby
3aKpHIBAIOT NPHULIH(POBAHHOH NPOOKOH W OCTaBJAIOT B TEMHOM MeCTe
8—10 mun. OnmosacKUBalOT CTeHKH KOJ1Ob HEOGOJBIUHM KOJHYECTBOM
BoAbl (00wHH o6beM pacTBOpa Ao/KeH 6T 70—80 cM®) u THTpyIOT
BBIETMBIUKECH HOJ pacTBOPOM THOCYyJb(aTa HAaTPHA 4O CBETJIO-XKeJ-
TO# OKpackd pactBopa, npubaBasioT 2 cM® pacTBOpa Kpaxmalja H
IPOLOJKAIOT THTPOBAHHE 10 HCUE3HOBEHHsI CHHEHl OKPaCKH.

Maccosywo koHuextpanuio 0,0125 Mosb/aM® pacTBopa THOCYJb(]a-
Ta HaTPHA N0 ABYXPOMOBOKHCAOMY Ka/Hio (T;) B rpaMMax BBIYHCASIOT
no ¢opmyJe

0,1554
T,= _vV5_ ,
raie V—o6bem pacrBopa THOCyJb(daTa HATPHS, H3PACXOLOBAHHBIA Ha
TUTPOBaHHe, CM?.

Noa kpucrannuueckuii o F'OCT 4159, pacrsop 0,0005 mousb/ame:
1,27 r KpHCTaJMJIHYECKOro #ofa H 2,5 I HOJUCTOrO KaJjlusl B3BEIUHBAIOT
B (apdopoBoii yaluKe, MepeMelIHBAIOT ¢ HEOOJBIUHM KOJHYECTBOM
BOJBI, TILATENbHO PAaCTHPAIOT NECTHKOM H PacTBOPSIOT B Boje. Pact-
BOp NEPEHOCAT B MEpHY1 K06y BMecTHMOCTbIO 1000 ¢M® H jgoJuBaioT
0 MeTKH BOJOH. PacTBOp XpaHAT B TEeMHOH CKJAHKe C IPUTEPTOH
npo6koH. 100 cm® noJsydeHHOro pacTBOpa NOMELIAIOT B MEPHYIO KOJ-
6y BMecTHMOCTbI0 1000 cM® M nosnBalOT BOAOH A0 MeTKH. PacTBOp ro-
TOBAIT B AeHb npuMeHenus. Jlonyckaercs npurorossende 0,0005 moib/
/am3® pacteopa Homa pas6aBaenuem 0,005 mosb/nM® pacrBopa #oja,
IIPUTOTOBJICHHOTO H3 (DHKCaHaJja.

1 r cranpaptHoro o6pasiia HHKeJsl HJH CTaJH noMmellalmot B dap-
dopoBylo s0004Ky. BLiHMMaIOT npo6KY co CTOPOHBI 6ajioHa H3 TPYO-
KH W TIPH TNOMOLIK IPOBOJIOUHOrO KPIOYKA YCTAaHaBJIHBAIOT JIOAOYKY B
Haunbosnee Harperylo 30Hy TPyOkH. [lajee nocrymaloTr, Kak yKasaHO B
n. 2.4.

MaccoByio KOHLEHTpauuio pactBopa Hoaa (T:2), BBEIPaXKEHHYIO B
rpamMmax cepsl Ha 1 cM® pacTBopa, BHIUHCAAIOT 1O dopMmy.ie
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m-C
100V

rjae n — Macca HaBeCKH cTaHAapTHOro obpasua, r;
C — aTTeCTOBaHHOE COJep:KaHHe Ccepel B CTaHAapTHOM obpasle,
%
V — obbem pacrTBopa iHoAa, H3PAaCXOAOBAaHHBIH Ha THTPOBaHue,
cMs.

B OTCyTCTBHH CTaHAApPTHOro o6pasiia MAacCOBYX KOHIEHTPALHUIO
pacTBopa HoJa MOXKHO YCTaHOBHTBb IO DacTBOPY THOCyJb()aTa HaT-
PHsi, MacCOB) 10 KOHLEHTPaNUI0 KOTOPOTO yCTaHaBJ/IMBAIOT 1O PacTBOPY
JIBY XpPOMOBOKHCJIOTO KaJHsl.

YcraHOBKa MAacCOBOH KOHIIEHTpAIlMH pacTBopa Hoja IO pacTBOpY
THOCYJAbdaTa HAaTPHS.

B kon6y BMecTumocTtbio 250 cm?® HaauBaioT 18—20 cM® BOAbI, MpH-
auBalotr u3 Groperku 20 cm® pacrBopa iHola, pas6aBadiOT BOAOH N0
70—80 cm?, nepememuBaoT, THTPyOT 0,0005 Moab/AM® pacTBOpa THO-
cyib(aTa HAaTPHsi A0 CBETJIO-KEITOH OKPacKH pacTBopa, NPUJHBAIOT
2 cM3 pacTBopa KpaxMmaJa H IPOJOJKalOT THTPOBaHHE A0 HCYe3HORBe-
HHS CHHEH OKpAacCKH.

MaccoByo kouueHtpanuw 0,0005 mosab/am® pacTBopa Hoja Io
THoCyabGdaTy HaTpHsi (T2) BbIUHCASIOT No PopMyTe

T,=0,00102T, -V,

rae T;— maccoBas koHueHntpauus 0,0125 monb/aM3 pactBopa THOCY/Ib-
¢aTa HaTPHs MO ABYyXPOMOBOKHCJIOMY KaJlHIO, T;
V—o6bem pacrBopa THOCcyabdaTa HATPHsl, U3PAaCXOROBAHHBIK
Ha THTPOBaHHe, CM3.

MaccoBas KOHHEHTpalHsi pactBopa #oaa mo cepe (Ts) Bbyucas-
ercsi no popmyse Ts = 0,126 T».

23. IloaroToBKa anmaparta K aHaJH3Yy

Tlepen npoBeleHHeM aHaJM3a NPOBEPSIIOT TePMETHYHOCTb YCTAHOB-
ku npu 1350—1400 °C. das s1oro 6aJ/IOH C KHCIOPOAOM TOACOELHHS-
I0T K NpH6GOpY, OTKPLIBAIOT TPEXXOJOBBIYl KPaH Ha BO3AYX, OCTOPOXKHO
OTKPHIBAIOT BEHTHJ b 6aJjyloHa, NMPOMYCKAIT KHCJOPOA CO CKOPOCTHIO
20—30 ny3bipbKOB B MHHYTY, NI€PEKJIOYAlOT TPEXXOJOBHH KPaH B MO-
JIOXKEHHE, NPH KOTOPOM KHCJOPOJ MNOCTYNaeT B INeyb, H 3aKPHIBAIOT
kpaH. CnycTsi 2—3 MHH ROJIIKHO HPEKPaTHTbCSA BBIACNECHHE Ny3biPbKOB
B NPOMBIBHBIX CKJSIHKAaX, MocJe yero BeiXHAAlOT ewle 5—7 MuH. Ecau
NMy3LIpbKH OoJibllie He BbIAEJAIOTCH, YCTAHOBKY CUMTAIOT T€PMETHYHON.

ITpaBuabHOCTL paboOTH BCell anmnapaTypbl KOHTPOJNHPYIOT MO CTaH-
JapTHOMY 06pasly, BHIPLHDPYS BENHYHHOR aHAJIU3HPYyEeMON HaBeCKH.

Jo npoBejieHns aHalu3a nposepsioT GpapdopoByio TPyOKy Ha mpu-
CYTCTBHE JieTy4nX BoccTaHoBHTesedl. s aToro B 06a cocyia mome-
wator o 50 cM® Boabl H mo 10 cm® pacTBOpa KpaxmaJsa, NPHJHBAIOT
13 GI0PETKM HECKOJIbKO Kamesb pacTBOpa HOJAa A0 MOSBJAEHHS rony6oft

T,—
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OKPACKH, MOJHHMalOT Temnepartypy neun po 1350—1400°C u npomny-
cKaloT TOK kucnopona. Ecau uepes 4—5 MHH ronybasi OKpacKa ocJia-
6eBaeT, TO K pacTBOpYy A00aB/fAIOT ellleé HECKOJbKO Kaleab pacTBopa
fojla IO ypaBHHBaHHUs OKPACKH B OGOHX COCYAax.

24. [IpoBenenune aHaausa

Hasecky cnnaBa B Bule CTPYXKKH Maccoii | T nmpH MaccoBoit pone
cepnl Medee 0,01 % u 0,5 r npu MaccoBo#t goae ceput ot 0,01 xo 0,05 9%
nomewaT B ¢apdopoByio JOL0UKY, BHIHUMAIOT NPOOKY U3 TPyOKH cO
CTOPOHB! 6aJlIoHa ¢ KHCJIOPOAOM H NPH NMOMOLIH HPOBOJOYHOFO KPIOU-
Ka yCTaHaBJIMBAIOT JIOJOUKY C HaBeCKOH, MOKPHTOH 1 I MefHOH CTpyX-
KH WM ONHJIOK, B HauboJiee Harperyw 30Hy Tpy6ku. Tpybky GnicTpo
3aKphIBAIOT NPOOKO#H M MPONYCKalOT KHCJOPOA C TaKOH CKOPOCTbIO,
4yTOGB! IPENOTBPATHTL O6Pa30BaHNe BaKyyMa B IEUH.

Korga mocrymarluve H3 meuu rassl HauHHAIOT 00eclBeYHBATb pa-
CTBOp HOJa B HHXKHEH YacCTH NONVIOTHTEJIbHOTO COCyAa, IPHJIHBAIOT
13 GIOPeTKH pacTBOp #0fa ¢ TAaKOH CKOPOCThbIO, 4YTOObI ronybasi okpa-
CKa IMOIVIOTHTEJbHOrO PacTBOPa He HCYesJa BO BpeMsi CXHIaHHA.

Ilpu HeGosbliOM yMEHbLIEHHH HHTEHCHBHOCTH OKDACKH pacTBopa
B MOMNIOTHTEIbHOM COCYJe 3aMeMJsloT NMOCTyIJeHHe paficTBopa Hoxa
H IpeKpallaloT ero, eCJH OKpacka pacTBOpa OCTaeTcsi NOCTOSIHHOH H
OJIMHAKOBOH ¢ OKPacKOH pacTBopa B KOHTpoJbHOM cocyle. Ilocae aro-
ro TMPONYCKAKT KHCJIOPOA Yepe3 YCTAaHOBKY elle 1 MUH, H, eCJH OKpa-
CKa B TOIJIOTHTENbHOM COCyAe He H3MEeHseTcs, CXKHIaHHe CUMTaeTcs
3aKOHYEHHEBIM,

25.0O6paboTrka pe3yabTaToB

2.5.1. MaccoByto 1010 cepbl (X) B IPOLEHTaX BEIYUCIAIOT 1O (op-
MyJsie

V.T,-100
X=—
rae V —obbem pacrBopa #OAa, M3PACXOJOBAaHHBIH Ha THTPOBAaHUE,
cM?3;
T, — MaccoBasi KOHIeHTpalusl pacTBopa #oJda, BbIpaXKeHHas B
r/cMm® cepbi;

m — Macca HaBeCKH CILJIaBa, I.

2.5.2. PacxoxX/aeHusl pe3yabTaTOB TPeX NapaJyiesbHbIX ONpeaeeHU
d (noxasaTesb CXOJHMOCTH) M Pe€3yJbTAaTOB AByX aHa/JH30B D (moka-
3aTesb BOCIIPOM3BOJMMOCTH) HE NOJKHbBI NPEeBHINATh 3HAUEHHH HOTy-
CKaeMbIX PaCXOXAEHHH, NDHBEJEHHBIX B TabJHILe.

2.5.3. KOHTpOJIb TOYHOCTH pe€3y/IbTATOB aHaJH3a TapaHTHPyeTCs
yCTaHOBJEHHEM pabouero peKHMa YCTaHOBKH IO [ocylapcTBEHHBIM
CcTaufapTHBIM o6pa3naMm crajel U HUKEJEeBHIX CIIaBoB (m. 2.2) B CO-
orserctBuu ¢ TOCT 25086.

2.5.4. THTPUMETPHYECKHH METOJ NPHMEHSIETCS NPH DPAa3HOTJIACHSX
B OlieHKE KauecTBa HHKeJNs, HUKEJEBLIX ¥ MEAHO-HMKEJEBHX CIJaBOB.
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JlonyckaeMple PACXOMIERRR, %
Maccosag Jonst cepul, %

d D
Or 0,001 a0 0,002 sxuou. 0,0007 0,001
Cs. 0,002 » 0,004 » 0,0012 0,002
» 0,004 » 0,005 » 0,002 0,003
» 0,06 » 0,012 » 0,003 0,008
» 0,012 » 0,024 » 0,004 0,006

» 0,024 » 005 » 0,007 0,01

3. METOA C NPUMEHEHHUEM ABTOMATHYECKHX H
NNOJIYABTOMATHYECKHX AHAJNIH3ATOPOB

3.1. CymHocThr MeTOnxa

Metoa OCHOBaH Ha onpejieieHHH cephl C [OMOULbIO aBTOMaTHyec-
KOTO H NOJyaBTOMATHYECKOT0 aHaaH3aTopa, o0ecneyHBalollero CixH-
ra€dc HaBeCcKM npolbl cnjaBa B TOKe Kucjopoaa npu 1200—1600 °C,
NOTI0UeHHH 006Pa30BABIIETOCA JHOKCH1a CEPbl PACTBOPOM OKHCJIHTE-
JISt M OTIpefleJIeHHH CePbl B 3aBHCHMOCTH OT THNA aHaJH3aTOPa KOHAYK-
TOMETPHUECKHM, KY.JJOHOMETPHYECKHM, aMNePOMETPHYECKHM MEeTojaMH
HJH 110 H3MepeHHI0 aGCOpOHHH MOJEKYJASAPHBIX MOJOC AHOKCHAA Cepbi
B uH(dpakpacnoi 006/JaCTH CNEeKTPa,

32. AnnapaTypa

ABTOoMaTHYECKHIl MM NOJyaBTOANATHUeCKHI aHaausaTop Tuna AC-
7932.

Ilonyckaercss npuMeHneHHe APYTHX THIOB aBTOMAaTHYECKHX K MOJY-
ABTOMATHYECKHX aHAJH3aTOPOB.

33 HlpoBenenue anaausa

OnpeaeneHie vaccoBoii 40/ CepLi NPOBOAAT NO MeTOIHKe, [peay-
CMOTPEHHON AJs AUHOro THRA aHA1H3aTOD4, HCNOAb3Ys Ads rpaay-
upoBkH [ocyAapcTBenuble CTaHlapTHble o0pa3ubl, HanpuMep KOMI-
1oKT Br.ovatowni 'CO 716-84n, TCO 164-84n, TCO 888-84m, I'CO
1377-820 0 TCO 1416-82n, man HuKeaeBble civiasbl (cM. m. 2.2).

3.4. PacxoxaeHis pe3y bTATOB TPEX MapasjielsHBX OnpelesneHust
d (nokasaTenb CXOAMMOCTH) H Pe3v/bTaTOB ABYX aHanu3os D (noxa.
3aTeIb BOCNPOM3BOJAMMOCTH) He JOMKHB NPEeBbIHaTh 3HaYeHHA ARO-
nyeKaesbiy pacxox/iennil, IpHBCAEHHLIX B TabJaHLe.

3.5. KoHTpoab TO IHOCTH PeayibTATOB AHATH3A rapaHTHPyeTcs yc-
TaHOBJenHeM pabouero pexuvMa VCTaHOBKH no locyrapctBeRHsIM
CTaHAapPTHRIM O6pa3uav cradgeii W HUKEJEBBIX CNVIaBOB B COOTBETCT-
Buu ¢ TOCT 25086.
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