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MEXTOCYAAPCTBEHHBMIMH CTAHIJAPT

KOHLIEHTPAT BAPUTOBBIN
Mertoa onpenenesns ¢hropa

Bante concentrate
Method for determnation of fluonde

Iata seenenna 1997—01—01

1 OBJIACTb IIPUMEHEHUA

Hacrosimwmii craHmapt pacnipocTpaHsieTcst Ha 6apuToBble KOHLEHTPATEI
M YCTAHABIMBACT NOTECHUUOMETPUYECKUI METOI ONpEeAesICHUsI Macco-
BoH nonu ¢ropa ot 0,02 5o 0,1 %.

Meron ocHOBaH Ha NMOTEHLMOMETPUYECKOM ompeeneHuu dropa ¢
MOHOCEJIEKTHBHLIM 3JICKTPOIOM TIOC/IE NIPEBAPUTENbHON OTTOHKH ¢TO-
PHIOB M3 CEPHOKMUCION cpeasl.

2 HOPMATHUBHBIE CCBLIKH

B HacTosLeM cTaHaapTe WCTIOIb30BaHbI CCHUIKY Ha CIICAYIOLMEe HOp-
MaTHUBHO-TEXHUYECKUE TOKYMEHTHI:

I'OCT 61—75 Kucnora ykcycHasl. TexHu4eckue ycaoBUS

T'OCT 3117—78 AMMOHHMHA YKCYCHOKHUCIBIH. TeXHuueckue ycaoBUs

I'OCT 3118—77 Kucnora consinast. TexHuueckue ycnoBHsI

I'OCT 4204—77 Kucnota cepHas. TexHndecKue ycnoBuUsl

I'OCT 4328—77 Hatpust rTHAPOOKHUCE. TEXHHUYECKUE YCIIOBHSI

T'OCT 4463—76 Hatpuu ¢dTopucThin. TeXHUUECKUE YCIOBHSI

I'OCT 9871—75 TepMoMeTpHBI CTEKISTHHBIC PTYTHBIE 3JIEKTPOKOHTAK-
THbIC U TepMOPETYISTOPHI.

TOCT 18300—87 CrupT 3TIIOBbIM peKTHGHHKOBAHHBIH TEXHUYEC-
kuit. TexHHYeCcKHE yCAOBUSA

T'OCT 20490— 75 Kanuu MapraHUOBOKMCABIY TCXHUYCCKHUE YCIO-
BUSI

Wsnanue odpuunanstoe


http://www.mosexp.ru
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T'OCT 28498—90 TepMoMeTpbl XHIKOCTHbIE CTeKIsAHHBIe. OblMe
TeXHUYecKue TpeboBaHUsI. MeToabl HUCMBITAHUM
TV 6—09—5360—87 PenondTanieus, HHAUKATOP

3 OBHIUE TPEBOBAHUSA

Ofure TpeOoOBAHMS K METOLY aHWIN3A U TpeOOBaHUA Ge30nacHOCTH
— no TOCT 30240.0.

4 ATIITAPATYPA, PEAKTUBBI U PACTBOPBI

HonoMmep yHuBepcanbHblil THIA MU-130M, 9B-74, pH-MeTp-MuwuIn-
BonbT™eTp THNA pH-121, pH-341 unu npuGophl AHAIOTUYHBIX TUTIOB.

Meanka anekTpoMarHuTHas Tuna MM-3, MM-01 unu aHasorny-
HBIX THITOB.

BnexTpoa M3MEPHTENbHBI dropumnbiii THNA 3T-V1, 3P-T2 win
AHAJIOTHYHLIX THINOB. B MpoMeXyTKax MeXIy M3MEpeHHSMH 3JIEKTPOJ
OJDXeH OBITh MOTPYXKEH B PAacTBOP (TOPUCTOTO HATPUSI C KOHLIEHTpa-
uuet, 61M3KOM KOHUCHTPAIIMY aHMIM3UPYEMOrO PacTBOpA.

BJIEKTPOA BCIIOMOTATENbHBIN — XopcepeOpsiHblii THNa BJI-1M3 win
QHANOTUYHBIX TUIIOB.

BcnioMoraTenbHblii U M3MEPUTENBbHBIN 3JIEKTPOABI MOAKIIOUAIOT K
noHoMepy (pH-MeTpy-MWUIMBONLTMETPY) COINIACHO MHCTPYKUMHU IO
SKCIUTyaTallid, MpUIaraeMoi K npubopy.

[Teus MydennHas, obecneyuBarollias TeMneparypy Harpesa 800 °C.

TepMoMeTp PTYTHBIM CTEKISTHHBIM JIaOOPATOPHBIE C BEepXHMM
npenenoM usmeperus 150 unu 200 °C no T'OCT 28498.

TepMoMeTp CTCKISIHHBII PTYTHBI SMeKTPOKOHTakTHLIM o TOCT
9871.

YcTaHOBKA AT JUCTH/ULSILEU (bTopa (CM. PUCYHOK 1).

ITecox kBapueBbIi, MeJIKO HCTepThIH (pa3Mep 3epeH npumepHo 0,2
MM). [Tecok oTMyuHBalOT Bofoii, KUISTIT 15—20 MHH B COJNSIHOH KHC-
JI0Te, IPOMBLIBAIOT TOpPSIUed BOZOM, CYLIAT U MPOKWUIHBAIOT B MydenbHOI
neud npu 700—800 °C B Teyenue 1 4.

Kucnota consiHasi mo T'OCT 3118.

Kucnora cepnast mo T'OCT 4204, paz6apneHHas 1:1.

Kucnora ykcycHas no 'OCT 61.

Hatpust rugpookucs mo T'OCT 4328, pactBop ¢ MaccoBoii nosei
25 %.

AMMOHU#E ykeycHokuensnii no TOCT 3117.



T'OCT 30240.9—95

! — mapooGpazoBatens (kon6a BMecTHMOCTIO 1000 cm?), 2 — TpyOKa A5 OTBOAA BApa
Aannon 80—100 cm u anametpoM 5—6 Mu, J — Tpybka AN coenmHeHus napoobpasoBatens
¢ NeperoHHoit Kan6ost, noxoaswas NOYTH A0 AWA nocneanewn, 4, 5 — xpaHl, 6 —
NEPEroHHAA Konba 13 KBapUA MAH TEPMOCTOHKOro CTEKA BMecTHMOCTIO 250—300 cn’, 7
— TepmomeTp Ha 200 °C ¢ ueHon penenus 2 °C, § — kanneynouTenb, 9 — WAPHKOBbIN
XONoMINLHIK (7—8 Wapos, AniKHa wapnkoBon YacTis 28—30 M, anametp wapa 4 cM),
10 — npueMHHK — MepHas KonGa BMECTHMOCTLI) 250 o’

PucyHok | — Ycranoska ans auctuanauuu ¢ropa

bydepnbii pactBop ¢ pH 5,7—5,9: 231 r yKCyCHOKHCJIOTO aMMOHMS
pactBopsitot B | aM® Boasl, goBoasT pH pacrsopa no 5,7—35,9 noGasJie-
HUEeM yKcycHoM kuciaoTbl (Ha 1 gM® pacTBopa TpeOyeTcs MNpPUMEPHO
25 eM?® kucnotel), pH pactBopa nposepsitoT ¢ nomouibio pH-meTpa.

Hartpuii dropucteit no 'OCT 4463, BeicywteHHbiit pu 105 °C B
TeYyeHue 2 u.

CranpgapTHble pacTBopb! (ropa:

pactBop A, coxepxawuit 10~ monn/am? dropa 2,1000 r dropucroro
HaTpHs NOMELIAIOT B MEPHYIO KoJiby BMecTUMOCTBIO 500 cMm?®, nmpubGapnsi-
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1ot 200 cm? Bombl, 100 cM® 6ydepHoro pactsopa, pa3baBisiiOT 10 METKU
BOMOI W MepeMeIInBalOT 0 PaCTBOPEHMSI COJIH;

pactBop B, comepxaiuit 10-2 mons/nM* ¢ropa; rotosar pa3basie-
HueM pactBopa A B 10 pa3: ot6upalor numnetkoit 50,0 cMm* pactBopa A,
MOMELIAIOT B MEpHYI0 Koiby BmecTtUMocThio 500 cM?, npuGarnsior
200 cm? Boapl, 90 cMm? GydepHoro pacrtBopa, pa3baBisiOT A0 METKH BO-
IO U TepeMeLlUBaIoT;

pactBopsl B u T, conepxawue coorserctBeHHo 10-3 u 10—
MoJib/OM> TOTOBSIT aHAJIOTMYHBIM o6pasoM, nmpubasnss Kaxasiit pas 90
cM? GydepHoro pacrsopa ¢ pH 5,7—5,9 Ha o6bem 500 cm?;

pactBop M, comepxawwmit 3,5+ 10~° mons/aM* dropa: ormepuBaioT
nuneTkamu win 6Gropetkoit 35,0 cm® pacteopa I' (10—} Monb/om*) B Mep-
Hylo Koniby BMmectuMocTbio 1000 cm3, nmpubaBnsaior 200 cM® Boasi, 190
cM?® BycdepHoro pacTBopa, pa3baBasioT BOAOW 10 METKU M NMepeMellrBa-
IOT.

PacTBOpbI XpaHAT B MOJUITHJIEHOBBIX COCYNaX.

Kanuit mapranuosokuciabiit mo T'OCT 20490, pactBop ¢ MaccoBoit
noneit 0,3 %.

CnupT 3TUNOBBIA pekTUdMKoBaHHBIM o TOCT 18300.

®enondraneun no TY 6—09—5360, pactBop ¢ maccoBoii xoneit 1 %:
1 r uHaMKaTOpa pacTBOPSAIOT B 25 cM? cnupTa, pasbasnsior no 100 cm?
BOLOH WM INEpEeMEILUUBAIOT.

5 MPOBEJEHMUE AHAJIM3A

5.1 Hasecky GapurtoBoro koHueHTpara Maccoii 1,000 r noMeluaior B
MIEPErOHHYIO KONOY YCTAHOBKHM sl AUCTHILUIALMU dTOopa (CM. PUCYHOK
1), mpubasasitor 0,5—1,0 r kBapueBoro rnecka, 50—70 cMm? pacTBopa cep-
HO# KucaoThl 1:1, B 3aBUCUMOCTU OT BMECTUMOCTH MEPEroHHO KOoJOBI,
HECKOJIbKO KalleJb pacTBOpa MapraHLIOBOKMCJIOrO KaTUsl A0 MOSIBJIEHUS
pO30BOIl OKpacKu, 3aKpbIBalOT KoJOy MpoOKoit ¢ KarieyloBUTENEM U
COEAMHSIIOT C XOJOAUNBHUKOM U napoobpasoBaresneM. KpaH 5 npu sTom
OOJIXEH ObITb 3aKpBIT.

[Tapoob6pa3oBarenb, B koTopbiii nomeialor 10—20 y3Kux CTeKIsIH-
HbIX TPY6OK U KAMUIIAPOB AHHON 6—8 CM, HAaMOMHAIOT Ha %/, ropseit
BOJOi1, 3aKpbIBAIOT MPoOKOM ¢ Tpy6KamMu 2 U 3 M HarpeBalOT 10 KUIEHMUSI
NpH OTKPLITOM KpaHe 4.

PactBop B neperoHHoil konbe HarpesatoT go 115—120 °C, 3arewm,
3aKpblB KpPaH 4, MpoOIyCKaloT Mnap uyepe3 KpaH 5 B TAaKOM KOJHUYECTBe,
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4YTOOBI OTrOHKA MpojoJiXanach He MeHee 1,5 4. Bo BpeMsl Bcell OTTOHKH
nonepxXuBaloT TeMnepartypy 135—142 °C, perynupysi €€ paccTosiHUEM
HarpeBaTeNbHOMN IUIUTHI OT MEPEroHHOM KOJIObl WK C [TOMOLLBIO TEPMO-
perynsaropa, BKIIOYEHHOIO B CXeMY 3JIEKTPONMMUTAHUS HArpeBaTesIbHOro
npubopa (B 3TOM ciyyae oObIYHbIi TepMOMeTp 7 AOMXeH ObITb 3aMEHEH
Ha 3JIEKTPOKOHTAKTHBIi).

KpemHedTopucrosonoponHas, GTOpPUCTOBOAOPOAHAST KUCIOTHI M
napbl BOAbI KOHAEHCUPYIOTCH B XOJOAWIBHUKE M CODMpAlOTCS B NpUeM-
HUKe — MepHoil kosnbe BMectumocTbio 250 cm3. Juctumnsat cobupaior
IO METKH M TIepEMELHUBAIOT.

Ot6upator numnerkoit 20 cM® pacrBopa, NMOMEIIAIOT B CyXOil CTakaH
BMecTuMocThio 50 ecm?, mpubasnsior 1 kammo deHondranenHa U Mo Kam-
JIAM, U3 IUIMETKH, PaCTBOP I'MAPOOKHUCH HATpUsl IO pO3OBOr0 OKpallu-
BaHHUs pacTBopa (KOJUYECTBO PacTBOPa TMAPOOKUCU HATPUSI YYUTHIBA-
10T).

[Mpu cobnropeHUM TemmepaTypbl MPU OTTOHKE HA HEHUTPaTU3ALMIO
pacxonyercs 1—2 Karuid pacTBopa rMIpOoKMcH Hatpus. Ilunerkoit npu-
6aBnsoT 5 cM? GydepHOro pactBopa 3a BBIYETOM KOJIMUYECTBA Karlesb
TMIPOOKUCH HATpUSI U UHIMKATODA.

[TorpyxaroT B pacTBop 3JeKTPOAbI M NMpPH MepeMelINBaHUN Yepe3 3—
S MHH B 3aBUCHMMOCTH OT COHEpPXaHMUS (GTOpa MPOBOASIT OTCYET MOTEH-
LMana B MWIJIMBOJIBTAX B COOTBETCTBUU C MHCTPYKLMEN IO IKCIIIyaTa-
UMM, npuilaraeMoit K npubdopy.

TMocne kaxmoro M3MepeHUsl 3AEKTPOAbl MPOMBIBAIOT BOMOH (MeHsS
BOLY) IO TeX IOp, MOKa MOTeHLMAN HTOPUAHOIO 3/1eKTPoaa B MPOMBbIB-
HOH BOIE HE MOCTUTHET 3HauyeHHUsl, PABHOIO MOTEHLMANTY €ro B JUCTHJI-
JIUPOBaHHOK BOJIE.

JonyckaeTcst OTMBIBKY 3J1EKTpOJa MPOBOAUTH OO MoTeHUHana Ha 30—
40 MUANUBOJIBT Bblllie, YeM MpeAnoaraeMblil MOTeHLUMAN 2JeKTpoa B
aHaTU3UPYEMOM paCTBOPE.

ConepxaHue dropa onpedensioT MO rpaayupoBOYHOMY rpaduky.

5.2 Ins nocTpoeHUs rpaayrpoBOYHOro rpacuka B MITh CYXHX CTaka-
HOB BMectumMocThio 50 cMm?® HanuBaloT okosio 30 cMm? COOTBETCTBEHHO
CTaHAAPTHBIX pacTBopoB A, b, B, T, JI, norpyxalor anexTponsl, U, Ha-
YUHAs C MUHUMAIbHOM KOHUEHTPALMY, UIMEPSIOT MMOTEHLMAN B MMUI-
JUBONbTAX. Bo BpeMst U3MepeHUst PacTBOPHI MEpeMELINBAIOT MAarHUT-
Hoit Mewankoi. [Tocae Kaxaoro namMepeHust 3M€KTpoAbl MPOCYLUIMBAIOT
dbunbTpoBanbHOit Gymaroi.

W
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OTcyeT nokasaHuil Mmpubopa HauyMHAIOT Yepe3 |—5 MUH B 3aBUCHU-
MOCTH OT KOHLeHTpauuu ¢Topa. YeM MeHblue ¢Topa, TeM Oosbiue Bpe-
MEHH ciiefyeT BbIXKIATh IO MOMEHTa OTCYeTa.

[To nonyyeHHbIM HaHHBIM Ha noaynorapupmuyeckod uam obbiyHOM
MUJJIMMETPOBOH OyMare CTpOSIT [paAyMpOBOUYHBII rpaduk, oTKianbiBas
Ha ocy abCHuMce KOHLEHTpauMu dpropa B MOJb/IM® MM OTPULIATEIbHbIM
Jorapudm KoHueHTpauuu ¢ropa coorsercTBeHHo (pF), a Ha ocu opau-
HaT — COOTBETCTBYIOLIME VUM 3HAUEHUs NMOTEHLMada B MUJJIMBOJBTAX.

I'panyupoBouHbiit rpacuK MpoBEPSIOT eXeAHEBHO.

6 OBPABOTKA PE3YJIbTATOB

6.1 Maccosyio nono dropa X, %, BoIUMCASIOT TTO (opMmyIie

m-19-V -V, -100
X = T - M

rne m, — KoHuUeHTpauus ¢Topa B aHAIU3UPYEMOM DacTBOpe, HaWleH-
Has 0 rpagyMpoBOYHOMY rpaduky, Monb/am?;

19 — aromHas macca ¢ropa;

V — BMecTUMOCTb MEpPHOI KOJObI, CM3;

V, — o6beM anuKBOTHOI YacTH pacTBoOpa MpH MU3MEPEHUH C YYETOM
6ydepHoro pactBopa (25), cm?;

V, — o6beM anuMKBOTHOl YacTM pacTBOpa, B3STBbIA IUISL M3MEPEHUS

(20), cm?;

m — Macca HaBecKM NpooObl, T.

6.2 PacxoxiaeHusi pe3yNbTaTOB MapasieibHbIX onpeneneHuit d (pas-
HOCTb GONBLIET0 W MEHBIIETo pe3yNbTaTOB Napaljie/ibHbIX ONpeaene-
HUI) U pe3yabTatoB aHanu3a D (pa3HocTh GONbLIETO MU MEHbIIEro pe-
3yAbTATOB QHANM3a) TMpPU JOBEpPUTENIbHOM BeposiTHocTH P=0,95 He
NOJKHBI MPEBBILIATh 3HAYEHHUI aOCOJIIOTHBIX MONYCKaeMBIX pacxoxie-
HUMH, TpMBeAEHHBIX B Tabnuue 1.

6.3 KOHTpO/Ib TOYHOCTM aHANM33 OCYLUECTBIAIOT C [MOMOLUBIO CTaH-
OApTHbIX 00pa3lOB WK APYTUMU METOAaMu, npeaycMotpeHHbiMU TOCT
30240.0.

6.4 TlorpeuiHocTb pe3yabTaTOB aHanu3a (MIpH JOBEPUTENBHON Bepo-
satHoctu P=10,95) He noyxHa mpeBbllUaTh Npeaesna A MPU BHIMOJHEHUU
ycnoBuit 6.2 1 NOJNOXUTENbHBIX PE3yJbTaTaX KOHTPONst TOMHOCTW aHa-
au3a o 6.3 (tabnuua 1).
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Tabanuual

B npouenTax

Maccosas nons dropa

d D
Or 0,020 mo 0,040 sxmiou. 0,004 0,004 0,006
Cs. 0,040 » 0,060 0,010 0,010 0,015
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