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Heco6aionenune crangapra npechaepyerca no 3aKoHy

Hacrosluuh cTaHiapT pAacupPoCTPAHSETCA Ha 3THJEH H HPONHJIEH
U ycTaHaBJAMBaeT TPHU MeETOda OonpenesjeHHuss cepbl: I'HAPHPOBaHUs,
CKHTAHU§ B KHCJAODOAHO-BOLOPOJAHOM INJIAMEHH H MHKPOKYJOHOMET-
DUYECKHH,

MeToasl MO3BOJAIOT OIpeAeNATh Cepy IPH MacCOBOH KOHIEHTpa-
nuy 6odee 0,2 Mr/me.

1. OTBOP NNPOb
1.1. TIIpo6wr orbupator no TOCT 24975.0.

2. METOQ THAPHUPOBAHHUHA

21, CymHOCTr METOI2

Meton oCHOBAH Ha AEGCTPYXKTHBHOM THADPHUDPOBAlIMH I'a3000pa3HBbIM
BOJAOPOIOM CEPHUCTLIX COCAUHEHUU, COACPKAUUXCA B aHAJUIUDPYE-
MOM rase, 10 CEPOBOAOPOI1a Ha NJAATHHOBOM KaTtaJd3aTope NIDU TeM-
nepatype ot 900 mo 1000°C, Ilox neficrBuem oO6pas3oBaBlUerocsi cepo-
Boropoaa coassHoKHCAbIH N N-aumeTnia-n-deHunenIMaMiH MepexXoJuT
B METHJEHOBBIH CHHHH, HHTGHCHBHOCTbL OKPACKH KOTOPOro olpeiress-
IOT POTOKOJOPHUMETPHUYECKHM METOILOM.

22. Annapatypa, nNoCyaga H DeaKTHBE

YcrangoBka Ass onpenesneHuda cepu (dept. 1).

H3naune oduunaibHoe [lepenesaTka BoCnpeleHa
© HsparteabctBo cranpapros, 1990

2—1534



CxeMa ycTaHOBKH JAJisl ONpPEAECNCHHS! CePbl METOAOM FHAPHPOBAHHS

— . A __ 74
4 b /7_0 = _ -mv W \

1L\ -- !E! iy | .‘
Tﬁj- 'L i' ? ! ' \] - 300:} < T ,.
|l £ _
oo = :; 19 “ -
|l

¥ ’

I—Ganmou ¢ BOLOpOLOM, 2, 5—~PeAYKTODHI, 3, §—BCHTHJAH, 4— 0aaJIOH ¢ a30TOM; 7—TPEXXOJOBOH KpaH, &E—TPOHHHK, I—CKIAHKA
CH-1-500 (mauocTat), /0—BHHTOBO#H 3axXum: [I, 18—peomverpni, I2—KBapuesasg TpyOka, I3—ajexkiponedb, [{—nNNaTHHOBBIA KaTanusa
Top, 15, 16, 2I—noraoTHTenbHble COCYAH; J7—ponsAHas 6aug, [9— npoGooTGopHuk; 20—KBapuesas TPYOKa (peakTop)

&

Uepr. 1

68—c’SL6¥C 1O0d & O



roCT 24975.2-—-89 C. 3

YceTraHoBKa Al NPHIOTOBJeHHSA PacTBOpPa CEPHUCTOFO HATPHUA
(uepT. 2).

Tpy6xu xBapueBbie JuaHHOoH 700—800 MM, BHYTpEHHHM JHaMeT-
pom 10—20 MM.

[lpoBosioka mnnatuHoBass auamerpoMm 0,1—0,5 MM, cBepHyTas B
BUJle cnUpaJi, HJAH CeTKa muaaruHoBas (Mmaccod no 10—Id r ana Kax-
noft kpapuesod TpyOKH); HCNOJB3YIOT B KauecTBe KaTa/H3aTOpa.
Maccy nJIaTHHBl KOHTPOJHPYIOT ORXHH pa3 B rof U Ao0aBJAIOT A0 HC-
XOJHOH BEeJHYHHE!, KOTJa Macca Kataauzatopa B TPyOKe yMeHbIHHTCSA
no 9,5 r.

daexrponeup tuna CYOJI-0,25/1/12.5-U1 unu mobas gpyras iu-
quHapuyeckas c¢ paboueft temneparypoit 900—1000°C, paunost 200—
350 MM H BHYTpeHHHM auaMerpoM 15—50 MMm.

[Ipeo6pasoBaresb TEPMOIJIEKTPHUECKHH  XPOMeJib-ajioMeNb IO
[TOCT 3044.

Koaopumerp dorosnekrpuyeckuii ®IK-56M, ®I3K-60, KOK-2 nan
APYyroro THMa co CBeTOMHJIBTPAMH, HUMEIOIUHMH MaKCHMyM NIDONYCKa-

HHSA TIpH IJHHe BOJHBI (650%+'10) HM, U KiOBeTaMU C TOJLIMHOH NOT-
Jollaoulero ¢get cjost o0 MM,

Cexynaomep no FOCT 5072.
Becwt mabopatopHbie ofmero HasHayenus Ttumnos BJIP-200 r u
BJIP-1 kr, BJIKT-500 r unu BJID-1 kr.

TepMoMeTp PTYTHBHIH CTEKJSTHHBLIN JabOpaTOpPHBIH.
PeoMmerp crekngHHBIE Jabopatopubit THna PKC no 'OCT 9932
HJIH poTaMeTp cTekJAHHBA Tuna PM-0,63 I'Y3.

Tpybxn memunuuckue pesunosble mo I'OCT 3399 unu Tpybxu us
noJauBUHUAXAopuAHOrO miaacrukara nmo TOCT 19034.

3axKUM MeTaAJUu4eCKHH BHHTOBOH.

CxasHku ana npoMeiBanug razes CH-1—100, CH-1—500, CH-2
u CBT no 'OCT 25336 nau aHaJIOTHYHOrO THIIA.

Broperka 1(2)—2—25—0,05 no 'OCT 20292.

[Tunerkun 1—1(2)—I1, 7—1(2)—5, 7—1(2)—10, 7—1(2)—25,
2—1(2)—10, 2—1(2)—20 no I'OCT 20292.

Koanba koHuuecKkast ¢ npureptoit npobxoii BMectuMocTbio 250 cm3
no F'OCT 25336.

Koabn 2—50—2, 2—250—2, 2—500—2 no 'OCT 1770.

Hunuuaaps 2(4)—25 u 2(4)—100 no 'OCT 1770.

A3zoT rasoo6pasusit no TOCT 9293.

Bonopona rtexnuueckudd mno I'OCT 3022, mapku b, ouninedunifi or
CEePHHUCTHIX COeIHHEHHH (1o m. 2.4).

Hatpus ruapookucs no I'OCT 4328, x.4., pacTBop KOHIEHTPALMH
¢ (NaOH) =0,1 moas/am® (0,1 n), roroBar no I'OCT 25794.1.

Kucaora consgas nmo I'OCT 3118, kKoHLeHTpHpPOBAHHASA, PaCTBOD
1:1 (o o6beMy) u pacTBOp ¢ MaccoBo# Joged 10%.

N,N-nuMerua-n-beHuIeHIMaMUH COJISIHOKUCJBIH, X.4., PacTBOp, CO-
pepxauii  (0,10=0,01) r coasnoxkucaoro N,N-mumetun-n-denunen-

D%
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I—KBapuepasn TPyOKa AN OYHCTKM BOAODPOAA, 2—siaekTpomedp (900—1000°C): 3—maaTHHOBLIMN KaTaJu3aTon,
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OCT 24975.2—89 C. &

anamuua B 100 c¢M3 pacTBopa consHo# KucaotTsl 1 : 1.

Bopa puctuanaupoandas mo ['OCT 6709.

Boga AucrtuanmpoBanHas, ABaxAbl neperHaHHas (OGWAHCTHANAT),
rotoBsiT no 'OCT 4517.

Keneso (II1) xnopun 6-Boaubiii mo 'OCT 4147, u. a. a., pacTsop
FrOTOBAT pacTBopenueM 1,2 r 6-BogHoro xJopuzaa xejaesza (III) B 25 cm?
KOHHEHTPHPOBAHHON COJITHOH KHCJAOTHI H 70 cM® OMAHCTHJINATA.

Moag no TOCT 4159, pacrBop «konuenrpanun ¢ (1/2 [p)=
= 0,02 moan/am3 (0,02 1.). ’

Kpaxmaa pacrtBopumbeir mo I'OCT 10163, pacTtBop ¢ MaccoBod J0-
Jeir 0,59%, rorosar no 'OCT 4919.1.

Hartpuit cepHOBATHCTOKMCIABLIH (HATpUsi THOCYAb(AT) O-BOAHLII IO
FOCT 27068, pactBop  koHueutpauud ¢ (NayS;03-5H,0) =
=0,02 moan/amM3 (0,02 H.), rotoBar no T'OCT 25794.2.

Harpu#i cepuucteit 9-poaueiit mo I'OCT 2053, pacTBop ¢ Macco-
BOH koHUeHTpauuen cepul 0,001 mr/cwms, rorossar no m. 2.3.1.

Kaaui apyxpomoBokucauii no FOCT 4220.

Kucaora asorHas KoHueHTpupoBanHas no 'OCT 4461.

Ilonyckaercss npUMeHeHHe JPYIrHX CPeICTB H3MEDEHHSI C METpo-
JIOTMYEeCKUMH XapPaKTePUCTHKAaMU H OO0OpYAOBAHHUA C TEeXHUYECKHMH
XapaKTePHCTHKAMH He XyXKe, a TaKiKe PeakTHBOB [0 KaueCTBy He
HUXKEe YKa3aHHbLIX B HACTOsSILIEM CTaHAapTe,

.. 2.3. lloAroToBKa K aHaau3y

2.3.1. IIpucorosaenue pacrsopa cepHuUcCTO20 HATPUSA

2.3.1.1. 3,1 r cepnucToro HaTpus (pe3yJabTaThi B3BelIMBaHHUS B
rpaMMax 3anychbliBalOT C TOYHOCTBHIO [0 BTOPOro AECATHYHOIO 3HAKA)
pactBopsitor B 10 cM3 OGuguctuaasita. IlpuUroToBJeHHBIH pacTBOp Ha-
JUBalOT B O10peTKy & (uepT. 2). CKiassHKa 6 A0JIXHA OBITh 3aI0JiHEHA
100 cm® pacrBOpa CONSIHOH KHCJOTH ¢ MaccoBod ponef 10%. Cxasu-
Ky 7 ocTaBasior nyctoil. He moacoeaunss CKIsIHKH &, yepe3 yCTaHOB-
Ky B TeyeHHe D MHH IPOMYCKAIOT OYHINEeHHBIH B KkBapLeBo# TpyOke [
H CKJAsHKe 4, HANOJHEHHOH pacTBOPOM THUIAPOOKHCH HATPHUsl, BOAOPOL
co ckopocthio 0,3 am®/MuH. 3ateM, He npekKpallasi NoJayd BoAOpOJa,
MOACOSAHHAIOT CKAAHKY &, comepxkamyio 200 cM?® pacrBopa ruLpooKHU-
CH HaTpus, U u3 OIOPeTKHM B COCIUHUTEJNbHYIO JIMHHIO IPUJHBAIOT
1,5 cm® pacrBopa cepHucTOoro Harpust. llocie aroro mpomyckawT BO-
aopon ellie 30 MHH, OTCOEHHHSIOT CKAAHKY 8 H HCIOJB3YIOT NOJYYeH-
Hblil B HeH pacTBOpP CEPHUCTONO HATPHUA B pacTBope THIADPOOKHCH HAT-
pHs B KauecTBe OCHOBHOIO pPacTBOpa.

2.3.1.2. MaccoByio KOHIEHTPAllMI0 cephl B OCHOBHOM pacTBOpe oll-
pelesisiloT HOLOMETPHUUECKUM MeToJAoM, [ljsd 3TOro B KOHHYECKYIO KOJ-
6y BHocaT 20 cm3? pactBopa fHoxna, 10 cM® pacTtBopa COJIIHOH KHCJOTH
¢ maccoBoit nonei 110% u 20 cM3 ocHOBHOrO pacTsopa, MepeMelluBaloT
H OoCTaBjaslOT Ha 10 My B TeMHoM Mecte. V30bITOK #0Aa OTTHTPOBLI-
BalOT PacCTBOPOM CEPHOBATHCTOKHCJOIO HATPHA B NPHCYTCTBHH Kpax-

MaJa.
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TutpoBaHHe B KOHTPOJLHOM ONHTE NPOBOAAT C TEMH K€ PEaKTH-

BaM{, HO BMeCTO OCHOBHOrO pactBopa mxobamasor 20 cm® 6GHAHCTHII-
JSTA.

MaccoBylo KOHIEHTPaLHIO cephl B OCHOBHOM pacTBope (X) B MuJ-
JArpaMMax Ha KyOHYeCKHil CaHTHMEeTD BBLIYHCJSAIOT Mo ¢dopmyle

Xﬂ ( VI""" V2)'0:32
20 y

rae Vy— o0beM pacTBopa CepHOBATHCTOKHCJOIO HATPHS KOHIEHTpA-
nuu To4Ho 0,02 moab/AM3, H3pACXOAOBaHHBI HAa THTPOBAHHE
B KOHTPOJBHOM OIbITE, CM3;

V2 — o6beM pacTBOpa CEpHOBATHCTOKHCJAOINO HATPHS KOHLEHTpA-
uud Touyno 0,02 moaw/aM3, H3paCXOHOBAHHBH HAa THTPOBaHHE
OCHOBHOIO pacTBOpa, cM3;

0,32 — Mmacca cepnl, coomBercrBylouias 1 cm?® pacTBopa #ioxa KOH-
neHTpauuu tToyuo ¢ (1/2 I.) =0,02 moan/mm® (0,02 H.),Mr:

20 — 06beM OCHOBHOTO pacTBoOpa CEPHHCTOIG HATPHs, B3ATHL
IJIst onpeneaeHus, oM,

MaccoBasi KOHLEHTPalMsi Cepbl B IMOJYYEHHOM OCHOBHOM pPacTBO-
pe XoJixKHa OHTHL Okoao 0,1 mr/cm3.

PactBop CepHUCTOTO HATPHSI C MAaCCOBOH KOHUEHTpalUueH cephl
0,001 Mr/cM?® roToBsSIT COOTBETCTBYIOLUIUM pa3baBjieHHEeM pacTBOPOM
THAPOOKHCH HATPHS OCHOBHOIO PacTBOpPa CEPHUCTOrO HATPHA.

2.3.2. Ilocrpoenue epadyuposounozo epagdura

B Mepawre k0a6BH BMecTuMoCcThIO 50 cM3 BHocsaTt 1, 2, 3...10 cm?
pacTBOpa CEpPHUCTOTo HaTPHA ¢ KoHuewrpauueh cepot 0,001 Mr/cm3 y
106aBJSIOT PacTBOP MAAPOOKHCH HaTpusa o 20 cm3. 3ateM B KaXAyIo
koJa6y pgo6aBasioT 6 cm® pacrBopa coasHokuc/aoro N,N-THMETHJI-/I-
benusensuamMmuia u 1 cm® pacrBopa xsopHiaa xenaesda. Corepxumoe
ko6 nepeMelnrnBaior. OJHOBpEMEHHO IMOTOBST KOHTPOJIBHBIH PAacCTBOP.
B mepnyio koaby sMectumocThio 50 cm® momemarot 20 cMm® pacrBopa
THAPOOKUCH HaTpHsa, 6 cm? pacrBopa cossiHokucaoro N,N-aumerun-r-
dernuseninamMuna H | c¢cM3 pacTBopa XxJopHIa XKeJgesa.

Yepes 20—30 MuH B Koa6H JAOJHBAIOT OGHAHCTHAJIAT A0 METKH,
nepeMellluBaloT U yepe3d 5 MHUH H3MEDPSIOT ONTHYECKYIO TJIOTHOCTH
NMPUIMOTOBJAEGHHLIX DPAacTBOPOB II0 OTHOLUEHHI0O K KOHTPOJBHOMY pPacT-
BOPY.

[Io nmoJiyueHHBIM MAHHLIM CTPOSIT I'PAAYHPOBOUHBLIH rpadHK 3aBH-
CHMOCTH ONTHYECKOW NJOTHOCTH OT MAacCChl CepHhl.

['paayupoBOYHHH rpaUK JOMYCKAETCS TakKxKe CTPOHTH MPH IO-
MOIILH CePHH PaCTROPOB CPAaBHEHHS METHJESHOBOIO CHHEIO.

2.3.3. Ilodezotosxa annaparypet

Bce crekiassHHble yacTH npubopa MPOMEIBAIOT HACHIIEHHHIM PacT-
BOpOM OHXpoMaTa KaJHsi B a30THOH KHCJA0TE, KBApUEBbie TPYOKH —
npoxkaJjuBalotr npu 900—1000°C.
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Co6upaloT YCTAHOBKY (CM. uepT. 1).

Jlna nmpenoTBpallleHHs] KOHAEHCAUMH BJard B OTPOCTKAaX KBaplle-
golt TpyOKM (peaxkropa) HUX OOMBIBAIOT LIHYPOBBHIM acOHecTOM.

[lepen peakTopOM CTaBAT 3alllUTHBIH 3KPaH.

2.3.4. Obmue ykazaHug no mpoBenenuio anaausa no [OCT 27025.

24. [IpoBegenyue aHanNnHu3a

24.1. IlpoBepSIOT repMEeTHYHOCTh YCTAHOBKH C NMOMOUIbIO acnHpa-
TOpPa M, OTKPBHIB BEHTHJb 6, NPOAYBAIOT €€ a30TOM B TeyeHHe 10 muH
AJs npemnoTBpalleHus 00pa3oBaHHs B KBAapLeBOoH TpyOxke B3pLIBOOIac-
HBIX cMece# BojopofZa ¢ Bo3nyxoM. Ilpomonaxas nopgaBaTth asor,
BK/AIOYAIOT 3JEKTPOliedb M MO JAOCTHXKeHHH TeMnepatypw 900°C 3a-
KPLIBAIOT BEHTHJb 6, OTKPHIBAIOT BEeHTUJAb 3 U HAUMHAIOT NMOAABAThH
BOLOPOJL cO cKopocTbio oT 250 mo 400 cm®/mMun. CkopocThb rasoB pe-
r'yJAUPYIOT BEHTHUJeM 3 H BHHTOBBIM 3axkumom 0.

Bonopoa npeaBapHTeNbHO OYHIAIOT OT NPUMECeH CEPHHCTHIX coe-
JUHEeHHH, mponycKaa ero yepe3 tpybky npu Temneparype 900—1000°C
H NIOIVIOTHTEJNbHBLIE cocyabl 1& u 16 (CKASHKH AJI NMPOMbIBAHHSI I'a3oB
CH-1—100 nan CBT, CH-2) c pacTBOpOM THIAPOOKHCH HATPUS U AHU-
CTHJAJHPOBAHHON BOAOH cooTBercTBeHHO no 20—50 cm?® xuaxocrtu B
KaXJI0H CKJSAHKE.

JlonyckaeTcs MpUMEHsITL BOJOPOJ, OUHMILIEHHBIH TOJBKO B HOIJIO-
THTEJBHBIX cOCynax /5 u 16, Ge3 nmponycKaHUsl ero yepe3 KBApLEBVYIO
Tpy6Ky mpu 900—1000°C.

Bo BpeMmsi npoBeneduss aHaJau3a TeMIepaTypa BOJABl B BOASIHOU Da-
ne 17 moaxua O6bith 40—80°C.

2.4.2. Tlocae nonauu Boaopoda B TeueHHe 3—5 MHH K KBapie-
BoH TpyOKe (peakrtopy) 20 NpHCOEAMHAIOT NOCJeA0OBATeJbHO ABa MNO-
rnotutedbHBX cocyaa 2/ (ckasHkd CBT uau CH-2 ¢ 10 cm® pactso-
pa THADPOOKHCH HAIpHS KaXJasl) H NOJAal0T aHaJU3upyeMBIH ra3s

yepes peoMeTp I/§ BMecTe ¢ BOAOpoAOM B oObeMe, yKazaHHOM B Tal-
JHILE.

MaccoBass KOHL@HTpalL U cepbl, mr/m® O6beMm npoOkl aHAJH3HUPYEMOro rasa, am?
]l 1 Menee 5
bonee 1 3

Bo usbexkanne o6pa3oBaHuA CaxKXH HA BBIXOJAE H3 TPYOKH H MYTH
B NOIJOTUTENLHOM pacTBOpe CJelyeT BHIAePXKHBaTh COOTHOLIEHHE OT
15 no 20 o6peMoB BOAOpPOAA HA OAMH OOBEM aHAJH3UPYEMOTO Trasa.
CKOpOCTp aHaJIM3HPYyeMOro ra3a He JOJIXKHAa mnpeBomaTe 20 cM3/MHH
st 3THAeHa u 10—15 cM3/MHUH pJi nponuJeHa

2.4.3. Ilocsne npekpalllenHsi NMOJAYUd AHAJH3UPyeMOro rasa IIpo-
JOJXKAaI0T Nponyckath Bogopon B TeueHHe 10 MHUH AJIg BOCCTAHOBIJe-
HHSL KaTaJau3aTopa H yAaJeHHSI H3 Hero CepoBojgopona. 3aTeM OfT-
COEIHHAIOT MOIVIOTHTeJbHBle cocyAbl 2] H YCTAHOBKY BHOBBL INPOJAY-
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BaroT a3otoM B TeueHHe 10 muH. Caxy, oceBHIYIO Ha KartaJH3aTope,
BbIXKHIaloT, NPOINyCKas 4epe3 anmnapatypy TOK BO34yxa, IPH TOH XKe
TeMIlepaType 3JEKTPOIleYH, YTO U HPH NPOBeJCHHH aHaJIH3a.

[Ipr mosBJIEHHH caXu HJIH MYTH B NOIMIOTHTEJBHOM pacTBope aHa-
JIU3 CYHTAIOT HeJeHCTBUTeNbHBIM, Caxky B TpyOKe BBIKHIAIOT B TOKE
BO3ayXa, MpeIBapUTEJbHO MPONYCTHB Yepe3 YCTAHOBKY as3oT (Kakx
ONHCAaHO BHIUIE), W AHAJU3 MNOBTOPSHIOT, cTporc cobjaiojasg Boille-
VKa3aHHBIH peXHM MOoJayH rasos.

2.4 4. PactBop WIeNOYH H3 IMOIVIOTHUTEJbHBIX COCYJ0B CJAMUBAKT B
MepHYyI0 KoJ0y BMecTUMOCThIO o0 cMS. llorsioTHTeJbHBIE COCYIABl OIO-
Jackupawt 10 cm3 OHAHCTHANATA KaXABIH M [IPOMBIBHBIE BOJbI CJH-
BalOT B Ty Xe Kosu0Oy. 3atem B Koaby mpuauBaioT 6 cM® pacrtBopa
coasiHokucaoro N,N-aumerus-n-penunengyaMuia 1 1 cm® pactsBopa
xJaopupaa xenaesa. CoaepxumMoe KoJabOnl NepeMelllHBalOT.

OnHOBpeMeHHO TOTOBAT KOHTPOJBHHH pacTsBop. s 3toro B Mep-
Hyi0 KoJiby BMecTuMOCThIO D0 cm® momemiaior 20 cm® pactBopa ruapo-
OKHCH HatpHs, 6 cM® pacrBopa coJasHokHcgaoro N, N-gpumerusu-n-
denugseHqHaMHHa H 1 cM® pacTBopa XJopHOa XKejesa.

Uepes 20—30 muH K pactBopaM B K0/J0aX NPHJIHBAIOT OHAUCTHJI-
JAT A0 METKH, NepeMeuIHBalT U yepe3 D MHUH H3MePAIOT OINTHYECKYIO
IJOTHOCTh, IO OTHOLIEHHIO K KOHTPOJBHOMY pacTBODY.

2.4.5. AnaJoruyHo He peXke OJHOMO pasa B ceMb HHeH (a Takxe
npH cMeHe 6aJjjoHa ¢ BOAOPOAOM) NPOBOAAT KOHTPOJIBHHIA ONKIT. Has
3TOr0 uepe3 YCTAHOBKY NPONYKAOT BOAOPoJ 0€3 aHaJH3UPYeMOIo rasa
B TeueHHe TAKOro e BPeMEHH U C TOU 2Ke CKOPOCThIO, KAaK IIPH NIpPO-
BeJIeHHH aHajJaHu3a, H Aajee NMOCTYNalOT, KakK OMNHCAHO BHIIIE.

Bce pa6oTel, cBfI3aHHBie C HCIOJb30BaHHEM BOAOPO/Ja, NPOBOAAT
B BBITSIXKHOM ILIKady.

25 O6paboTKa pe3yabTaTOB

MaccoByl0 KOHIEHTPAUHIO cepbl B aHaJu3upyeMoM npoaykre (X;)
B MHJUIHTpaMMax Ha KyOHUeCKHii MeTp BBIUHCJIAIOT HO (dopmyJe

X =_(m—m1)-lg@_
1 vV ’
rie m— Macca cepbl B aHaJM3UPyeMOM ras3e, HauaeHHas Mo rpajyu-
DOBOYHOMY Tpa UKy, MT;
m; -— Macca CepHl, onpenejieHHasT B KOHTPOJILHOM OIIBITe, HaH-
JEeHHasl 0 I'palyHPOBOYHOMY Ipa@HKy, MT;
V — o6beM nponyllleHHOro aHaJU3HPyeMOro rasa, npHBeJeHHBIR
K HopMaJbHLIM ycaoBusM 0°C u 101,3 kIIa (760 MM pr.
CT.), AMS,
3a pe3yJabTaT AaHaJu3a INPHHUMAKOT cpelHee apHPMeTHYecKoe
pe3yJbTaTOB [ABYX NapaJijieJIbHHX OonpeaesieHHH, aOCOJdI0THOe Lomyc-
KaeMoe pacXOXJeHWe MexXIYy KOTOPHIMH He JOJIXKHO IpeBhINaTh
0,3 mr/m3.
Honyckaemag abcoqioTHasi cyMMapHasi mOTPEUIHOCTb pe3yJbTaTa
ananuza +0,5 Mr/mM® npu jgoBepHTeabHOH BepoaATHOCTH P =0,95.
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PesyabTaT OKPYIrisiloT N0 LEJNOro 4ucia.
2.6. donyckaercsa npoBOAHTb aHAJMH3 METOLOM CXKHUI'AHHS B KHUCJAO-

POAHO-BOLOPOJHOM IIJIAMEHH H MUKPOKYJOHOMETPHUECKHM METOAOM.
IIpr BO3HHKHOBEHMHM pa3HOIJVIaCH# B OlleHKE MaccoBOH HOJH Cephi

aHaJIH3 [POBOASAT METOAOM DHAPHPOBAHHA.

3. METO CKHTFrAHUS B KHCAOPOAHO-BOAOPOAHOM NJIAMEHH

3.1. CymusocTp METOJ A
MeTtoa ocHOBaH Ha CXKHrFaHUH NPoOBl, PAaCHbLLIEHHOH C IOMOIILIO

HHXKEKTOPHOH ropejdkd B H30BITKE KHCJAOPOAA, B KHCJAOPOAHO-BOAO-
POAHOM TIJIaMeHH.

IIpoAyKTH CPOpaHHs NPONYCKAIOT 4Yepe3 pacTBOp NMEePOKCHAA BOJO-
pona, rie OKCHAB Cepnl IOrJIoIIaloTesa ¢ obpasoBaHueM CePHOH KHC-
JIOTHl, MacCOBYIO LOJIO KOTOPOH onpeneasior GoTOMETPHUYSCKUM MeTo-
JOM NyTeéM H3MEeDeHHs CTelleHH [OMYTHEHHS IOINIOTHTEJbHOI'0 pacrt-
Bopa nocje no6aBjeHHsE XJOPHCTOrO Oapus.

3.2. AnnapaTtypa, mocyAa H pPEaKTHBH

YcranoBKa nJs olpejesieHHs1 cepbl (uept. 3).
YcTaHOBKa JJisi IpHcOeAHHEHHss NpoOOOTOOpPHHKA K HHXKEKTOp-

HOM ropedke (uepT. 4).
Pacxonomepsl oOulero NPoOMBIIIJIEHHONO Ha3HayeHHUs.
CnekrpogoroMerp CD-26, CP-46 unu Apyroro aHaJOTHUHOrO TH-

ma, HaAd KoJaopumerp orosnexkrpudeckuit ®IK-56 M, ®IK-60, uan
K®K-2 nuau gpyroro THHa €0 CBETOQPHUJAbLTPAMH, HMEIOUIHMH MaKkCHMYM
NponycKaHHst npy MJHHe BOJIHEI B auanasoHe 450—510 HM, u KioBe-

TaMH{ C TOJILIHHONY TOIVIOUIAIILEro cBeT cjosd 50 MM.
Hacoc Bakyymumit BH-461 M uau apyroro aHaJoTH4YHOro THIA,
NIpOM3BOAUTENbHOCTLIO He MeHee 1200 am®/y.

Melranika MarsuTHas.
MydennHas neub, obecneunBawliuass Harpes go 900—1000°C.

Becwt snaboparopurie obuiero ‘HaszHauenus tunos BJIP-200 r #
BJIP-1 xr, uau BJIKT-500 r, wuin BJIKT-5 kr uau BJID-1 kr.

[Ipeobpa3oBaTesb  TEPMOIJIEKTPHUECKHH XpPOMeEJb-aJlOMeNb [0
T'OCT 3044.

Cexynaomep o 'OCT 5072.
TpyOxu Meanuunckue pesuHoBble o ['OCT 3399 uau TpyGkn

M3 noavBHHHAXAOpHAHOPO muractHKaTa mo 'OCT 19034.
Koanbu 2—100—1 (2), 2—1000—1 (2) mo 'OCT 1770.
Humauaper 1 (2)—25 1 1 (2)—250 no F'OCT 1770.
[Tunerka 7—1 (2) — 10 no TOCT 20292.

broperka 7—I1 (2)—10 no I'OCT 20292.
Kucnopon razoobpasunit TexHudeckuir mo I'OCT 5583 1 uam 2-ro

COpTa.
Bonopoa texuuvecku#t mo I'OCT 3022, mapxu A uaun B.

Bonxa mucrunaupoBanHag no FOCT 6709.
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YcraHoBKa AJig onpenelieHisl CePHl

K 8aKyymHoMiLy
< Hacocy

19

4 J Q.
-rq.. f
4 ]

/O 7

J—GanjoH ¢ BOIAOpPOAOM; 2—O0aAJIOH C KHCAOPOAOM; J—DEAYKTOD; 4—mpeloXpaHUTEeb
o6paTrROH BCOBIIIKH; 5—pacXoAoMep AJR BTOPHYHOro KHCIOPOAHOrO RNOTOKA; 6—pacxo-
JoMep AAR BTOPHYHOIO BOZOPOANOrQ NOTOKA; 7—pacxOAOMED AR NEPBHYHOIO KHCAO-
POAHOrO NOTOKa; &-—cOCyArn H3GHITOUHOro AaBieHHs; I—NPoGoOTCOPHHK; I0—KBapue-
Bag HHMKEKTOpDHas ropesaxka:. [/—kpaprnepasa kKaMmepa: [JZ—rtpexropaas Konba; [§—a6-
coplep ¢ BONAHOR oxMaxpawulelt pvOawmkoit u NOpHCTHIM CTCKAAHHBIM buasTOOM C
paamepom rop ot 0,04 mo 0,1 MMm; /4—Kanaeyaosurenb; I15—pTyTubif manoMerp, 16—
cocyn AJs OXAa:KAeHH§ TIa3a CMeCchld BOALI Co JabAOM; [7—KpaH; [8—H3MepuTelb
CKOPOCTH noToKa; /9-—BakyyMHBHA BEHTHJD

YepT, 3

Boga GHCTHAJMPOBAHHAS, ABaXKAbl NeperHaHHas (OHAMCTHIJAT),
rotoBaT no 'OCT 4517.

Bogopona nepoxcua no F'OCT 10929, x. 4., pacTBop C MacCoBOH
nousett 1,5%, NPHrOTOBAEGHHBIX ¢ NPHMeHeHHEM OHIHCTHJAATA; pacT-
BOp XpaHAT B COCYIe M3 OpaHXKEeBOro CTékla C NPHULIH(OBAHHOH
npoOKOH.

Cnupt 3THIOBHI pexTHGHKOBaHHH TexHHueckui no [OCT 18300,
BHICLIIEro COPTa.

Cnuuepun puctuianupoBannbit mo TOCT 6824, nuHAMUTHBIA HIH
raunepun 1o F'OCT 6259, u.1.a.
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Cxema yCTaHOBKH AJA NPHCOCANHEHMS NPOGOOTOGOPHMKA K MHXKEKTOPHOM ropeike

= A
7
f 1
3

A
b)

/—HHXeKTopuas ropeaKka; 2—kKpaH, J—KamHaAagpHaa TpyOKa:
4—IJaAr M3 OOJHSTHAEHA: S5—HroNbuaTeifl BEHTUJL, 6—coenu-
HUTeJAbHaa TpyOKa, 7—BeHTHNb, S—npoBGooTOGOPHHK

Yepr. 4

CMech chnupTOTJIHIEPHHOBAs (CTabUNH3aTOP), TOTOBAT CMeELIXBA-
HHEeM TeXHHUYeCKOro 3THJIOBOTO CIHPTa H TIVIHIIEPHHA B COOTHOLIEHHWH
2:1.

Bapuii xaopwcreii mo I'OCT 4108, x. u., mepes mpHMeHEHHEM
pacTapalor B papdopoBO# CTYIKE.

Kucnora consuag mo I'OCT 3118, pactBOp, roToBAT CJAEIYIOLIHM
o6pa3oM: 77 cM® COJMSTHOR KHCJOTHI HaJHWBAIOT B MEPHYIO KOJOYy BMe-
cTtuMocThio 1 AM® B goBoAAT oO6beM OUIUCTHUANATOM A0 METKH.
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Kamu#t ceprokucanii mo F'OCT 4145, x. 4., pacTBop TrOTOBST CJe-
ayomwuM obpasom: 0,136 r cepHOKHCAOro Kaausi (pe3yabTaT B3BEUIK-
BaHUs B rpaMMax 3alUCBIBAlOT ¢ TOYHOCTBX A0 UEeTBEPTOro J1eCATHY-
HOro 3HaKa) pacTBOPSIOT B MepHOH KoJ6e BMECTHMOCTbIO 11 AM° B
OHIUCTHANSATE H AOBOAAT 06beM pacTBOpa 5TOH Ke BOJAOH A0 METKH,
1 cm3 moayuyenHoro pacrBopa cogepxut 0,025 Mr cepbi.

Kanun asyxpomosokucabiii no 'OCT 4220,

Kuciora azotuas mo 'OCT 4461.

[onyckaercss npuMeHeHue JIPYLUX CPEACTB H3MepeHHSI ¢ MeTpo-
JIOTHYEeCKHMHU XapPAKTEpUCTHKAMH U 000PYIOBaHHAI C TeXHHYeCKHMHU
XapaKTePHCTHKAMU He XyKe, a Tak:XKe DeakTHBOB 110 KaueCTBY He
HHXKe YKa3aHHbIX B HACTOsIleM CTaHAapTe.

3.3. [logroroBka K aHaJH3Y

3.3.1. ITocTpoenue epadyuposourozo epapuxa

B MmepHble kon6u BMectuMocThIO 100 cm3 naauBaloT H3 GIOpeTKH
1, 3, 5, 7 1 9 cm® pacrBopa CepHOKHCJOro Kajus. B kaxayio Kouaby
no0aBasiioT no 3 ¢m® pacrBopa cogasiHOH KucaoTel, no (10,0=0,1) cm®
crabunH3aTopa, TUIATEJNBHO NepeMellHBAKT 3 MHH H JOBOJAT o6beM
pacTBopa OHMAMCTHJAJATOM A0 METKH. 3aTeM MaJeHbKOH JIOXKEeUKOMN
MAH  HInarejaeM BO Bce KoaAOH npubasasdwnr no (0,30+£0,01) r xmo-
pucroro 6apus, BCTPSAXHBAIOT 3 MHH, OCT2BJSIOT B NOKOe Ha 4 MHH,
IEPEHOCAT B KIOBeTHl M Cpa3y H3MEpSIOT OINTHYECKYIO NJOTHOCTbL IO
OTHOLWIEHHIO K OHAUCTHANATY. 'paayupoBOYHLIE pacTBODPBl T'OTOBST
TakuM 0o0pa3oM, uToObl A4 KaxXAOH npoObl BpeMss OT MOMEHTa
nobasiaenus crabuausatopa A0 (HOTOMETPUPOBAHHMA OLLIO OAHHAKO-
BBHIM.

OHOBPEMEHHO MPOBOASIT KOHTPOJIBHBIA ONBIT, HE NpHOABJIAsA pacT-
BOpPa CEPHOKHCJOTO KaJHA.

CrposiT rpaZyHpOBOYHBIH IpPa(HK 32BHCHUMOCTH ONTHYECKOH IJIOT-
HOCTH PacTBOPOB OT MAaccChl CepPbl B MHJIJIHIDAMMax.

3.3.2. [lodeoTosxa annapartypsl

CrekJsiHHBIE YacTH npHbopa MPOMLIBAIOT HACBLIILEHHBIM PacTBO-
poM Ouxpomara KajJHsl B a30THOM KHCJOTE, NeTaJH H3 KBapia mpo-
KaJuBaloT B Mmydeasnoit neuyd npu 900—1000°C.

YcranoBKy (cM. uepT. 3) NIPHCOENUHAIOT K ra3OBbIM HCTOUHUKAM
NPH 3aKPBITHIX Fopejike U BeHTHJSAX.

[lepen HHXKEKTODHOH ropesJXod H KBapleBOH KaMepol IJA CHKMra-
HHUS CTaBAT 3alUUMTHHIH 3KPaH HJAH MEJKOAUYEHCTYIO I[IPOBOJOYHVYIO
CeTKY.

[Ipu pabore nNpUMEHAIT MNpeIOXPaHUTEJbHBIE CBETO3alUTHHE
OUKH.

[openxy ¢ 3aKpHITHIM KPaHOM IIOMELIAIOT B KaMepy JJs CXKHra-
HUSA

3.3.3. O6uue vykasauuag no nposefenHuro aHaaumsza no T'OCT
27025.
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3.4.[lpoBefeHHe aHaadHu3a

3.4.1. Uepes yCTAaHOBKY N0 KaNHMISAPY HAJS NEPBHUYHOTO KHCJIOPOJ-
HOMO MOTOKa H yepe3 'pacxogomep 7 IPOIYCKAIOT KUCJAOPOA CO CKO-
pocteio oT 600 mo 900 nm3/4, 3aTemM nmo Kanuaaspy AJS BTOPHYHOTO
KHCJMOPOAHOrO NMOTOKAa U yepe3 pacxojoMep D— CO CKOPOCTHIO OT
100 mo 350 mm3/u. OgHOBpEeMEHHO BKJOYAIOT BAKYyM-HacoC H yCTa-
HaBAUBAOT BakyyM (36x9) klla uam (270x=70) mm p1. ct. KanJje-
yJAOBHTeJNb BBIHUMAKT H3 abcopbepa, HaMOJHSKT €ro pPacTBOPOM
nepokcunaa sogopona (30 ¢m®) u cyoBa BecTamasiloT B abcopbep.

BeIHHMaOT KBapleBYI0 HHIKEKTOPHYIO TOPeJKy H OTKPBIBAIOT
BeHTUJb 1J5 BOAOPOAA, KOTOPHIH MPOIyCKalOoT uepes pacxoaomep b,
peryJaupyss <CKOPOCTb rasa Tak, UYToObl IIOTOK Tra3a COCTaBHJ
200—300 aM®/y, 3axkKUraloT BOAOPOA H CHOBA NOMEIIAOT IOpeaKy B
KaMepy, IpH 3TOM IIJIaMsi He AOJI’)KHO KacaThbCA IMOBEPXHOCTH 1aHbA.
BagewrnBawor npob6ooT6opHUK (pe3yJbTaTbl B3BEUIWBAHHUS B I'paM-
Max 3alHChLIBAIOT C TOYHOCTBIO OO 1eJOro yucjaa), COeIUHSIOT ero ¢
KanHJJIgpOM TOPEJIKH, OTKPBLIBAIOT IOJHOCTbIO KpaH TNOPeJKH H HauyH-
HalT cXHraHvde npoObl, OCTOPOKHO OTKPHLIBAst BEHTHJb MmpobooTOOP-
HHKa Q0 TeX NOp, NMOKa MJaMs He NOCTHTHET %/, NJUHBI KaMephbl IJ5
cKUranusa. IlaamMs 1oaKHO OBITH HEKONTSIIIUM.

3.4.2. nsa cxkurauus O6epyr npoby Mmaccoit oxoso 50 r. Ilocae
CXKHTaHUs BEHTHJIb NPOO0OOTOOpPHHKA 3aKPHIBAIOT, HroJdbYyaTHi BeH-

THJAb OTKPBIBAIOT MOJHOCTBIO H 3aTeM 3aKpPHIBAIOT KpaH ropenaxH, Ilo-
Hayy BOLOpOAAa TpekpaulawTt. ['Opesiky oCTaBJAAKT HA MeCTe 10 TeX
Iop, NMOKa He IIOr2cHeT nJaamf; mocJjge 3Toro ee BeiHHMAWT. Ilomauy
KHCJOPOAa NpeKpalialoT M BKJAKOYAIOT BaKyyM-Hacoc. 3aTeM KarmJje-
YJOBUTEJb BBIHUMAIOT, YTOOH pacTBOp U3 abcopbepa MOr CTeKaTh B
Tpexropayio koaby. Ilpo6ooTbopHUK cHOBa B3BEIIWBAKT C TOW XKe
TOUHOCTBIO U (PUKCUDVIOT BpeMs CXKHTaHUS NPOOHIL.

ConepxuMoe TpexropJsod KoJja0L CJAMBalOT B CTakKaH, a KanJje-
yJAOBHTENb, abcopbep M KaMepy AJd CHKHIaHHG IBa-TPH pas3a NMPOMBHI-
BAIOT OGHIHCTHJAASTOM 10 25 cM®, cauBasi ero B TOT K€ CTakKaH.
PacTBop BLITapuBaIoT A0 25 cM? U KOJNKYECTBEHHO NEepeHOCAT B Mep-
HVI0 K00y BMecTnMocThio 100 cM®. 3arem B k0J6y nmpuHausaoT 3 cM?
pacTBoOpa COJISTHOH KHCJOTH W TUIAaTeNbHO NepeMelinsalor. llumnerkon
mobasasior (10,0x0,1) cm® crabuauszaropa, B36aATHIBAIOT 3 MHH H
OPHAUBAIOT  OHUOUCTH/JNAT 0  MeTKH. 3areM  npHbaBasSioT
(0,30£0)10) r xaopucToro 6apus, BCTPAXUBAIOT 3 MHH H BHAEDXKHU-
BAalOT 4 MUH.

PactBop nepeHOCAT B KIOBeTy 'H H3MEpAIOT ONTHYECKYIO MNJOT-
HOCTb IO OTHOIMEHHIO K OHIHCTHJJIATY.

3.4.3. I[IpoBoasiT KOHTPOJBHBIA ONBIT, INPH KOTOPOM CXKHDPAIOT
TOJILKO KHCJODOAHO-BOAOPOAHYI0O CMeCh, H JaJjiee NMOCTYyNAaKOT Tak,
Kak onHucaHo Bhilre, IIpono/XKHTENBHOCTh KOHTPOJBHOI'O OIKITA JOJXK-
Ha OHTL TAKOH e, KaK U BO BpeMs aHaJH3a.
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35. 06paboTKka Pe3yJabTaTOB

3.5.1. OnruyecKylo TJAOTHOCTh AHAJUIUPYEeMOro pacTBopa JJs Ha-
XOXJEeHHs MacChl Cepbl 0 rpaiyHpoBoYHOMYy rpaguky (D) BBIUHC-
JAI0T 10 popMyJie

D:Dl_"DQ:

rie D;— onTuyeckas NJOTHOCTb PacTBOPA, ompenesieHHas NPHU IPoO-
BeJlEHHH aHaNHu3a;
Dy — ontHueckass IUJIOTHOCTL PacTBOPa, onpeieseHHafd B KOHT-
pPOJBLHOM OIBITE,
3.0.2. MaccoBy0 KOHLEHTPALHIO CepHl ‘B aHaJH3HpyeMoM rase (X)
B MHJJIITPAMMax Ha KyOHUYeCKHH MeTp BBIYHCJASAIOT Mo GopMyae

rje msp— Macca cephbl, HaHJAeHHass MO TDPagyHPOBOYHOMY TpadHKy,
MT';
Q — MJIOTHOCTL AHAJH3UPYEMOIo rasa, W3MepeHHAs IPH HOP-
mMaabHbXx yeaoBusix (0°C u 101,3 k[1a (760 mMM. pT. c1)),
r/m?3;
Mz — Macca aHaJu3HupyeMoro rasa, r.
3a pe3yJbTaT aHaJH3a NPUHUMAIOT cpejHee apHdMeTHHUECKOE pe-
3yJAbTaTOB ABYX NapajjenbHbiX oONpelejeHull, aOCoMIOTHOE HNOIyC-
KaeMoe pacXOoxIeHHe MeXAY KOTOPHIMH ‘He JOJXKHO NPeBHIUIATH
0,3 Mr/ms.
Jlonyckaemass abcogloTHAass CyMMapHasi MOTPEellHOCTh pe3yJabTaTa
aHanusa *0,5 Mr/M® npu DOBepUTEJbHOH BepostHocTH P=0,95.
PesyabTaTt OKpyrasiior A0 LeJ0oro 4ucia,

4. MUKPOKYJIOHOMETPHYECKHUH METO/1

41. CymuaocTh MeTOZHa

Meton ocHoBaH Ha CxuraHud mpH reMheparype 800—1000°C npo-
Ohl, nofxaBaeMofi B KBapueBylo TPyOKy BMecTe ¢ HMHEDTHHIM Tra3oM

(reJqyieM, aproHOM HJU a30TOM) B TokKe KuCiaopojpa, OOpasyiouuics B
npoLecce COXKKEHHS [IHOKCHA Cephl YJaBJIHBAIOT B syeiike AJsSI THTDPO-
BaHHS M OIpeleasiloT MHKDPOKYJOHOMETPDHYECKHM METOIOM.

42 IIlpoBeneHue aHaaAH3Aa

Ananus mpoBozsAT Ha npubope PupMH «JlopMaH» B COOTBETCTBHH
C HHCTPYKUHUEeH, TIpHJaraeMod K NpHOOPY AN MHUKPOKYJOHOMETpHYec-
KOTO ompenesieHUs: cephl.

ITpuGop rpaiayupyloT mo rpajyHpOBOYHKIM ra3oBHIM CMeCsIM, CO-
IepxaHue cepul B KOTOPHX OJH3KO K COAEDKAHHMIO CEPH B aHaJAH3H-
pyeMHIX Tazax.
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Ilonyckaercss rpalydpoBaTh NPUOGOP IO TPagyHPOBOUYHBIM JKHIKHM
CMECsIM, COJEepKaHHe CEPH B KOTOPHIX OJH3KO K COAEPKAHHIO cephl
B aHaJu3upyeMbIX rasax.
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