YAK 622.341.001.4:006.354 Cpynna At9
TOCYHZAPCTBEHHDBDA CTAHJAAPT COIO3ACCP
L

TPAGHUT
Merop onpepenenns docdopa roCT
Graphite. Method for 17818.16—90

determination of phosphorus

OKCTY 5709

Cpok neficTeus c 01.07.91
no 01.07.96

Hacrosmuit craHzapT pacnpocTpaHsieTcss Ha CKPHTOKPHCTaJLIHye-
ckuil rpaduT U KpHCTANJIHYECKHH rpaduT, NOJYyYeHHHHA NpH pas3fels-
HOM HJIH COBMeCTHOM oborallleHHH NPHDOIAHHX pyA, rpadurconepxa-
MHX OTXO0J0B MeTaJIyprHueckoro H APYrHX NPOHM3BOJCTB, H YCTaHaB-
auBaer GoToMeTpHUECKHH MeTol onpeleneHHs docdopa.

CylIHOCTh METOZA 3aKJoyaeTcss B 030JeHHH HaBecKH rpadura,
06paboTKe 30JIHI CMECHIO CEPHOH M a30THOH KHCJOTHI, OTAEJEeHHH Kpem-
deseMa (HABTPOBAHHEM H onpeieJeHHH B (HJbTPaTe MacCOBO# A0-
au ¢ochopa B BHAE BOCCTAHOBNEHHOTO KOMIUIEKCHOTO COSAHHEHUSH
tocopHO-MONHO1HOBOMH reTepONnOIHKHCAOTHL.

1. OFIMHE TPEBOBAHHA
O6une TpeGopaHus K MeToay anaiausa—mo I'OCT 17818.0.

2. ANNAPATYPA, PEAKTHBBI H PACTBOPbI

Qotoanekrpoxkanopumerp no 'OCT 12083.

AnekTponeyb CONPOTHBJEHHS KaMepHasi C TepMOPEryJIsaTOpOM,
obecreynBalolias TeMnepatypy Harpesa no 1000 °C.

Jlonouku dapdoposre no 'OCT 9147,

Kucnora cepnas nmo TOCT 4204 u 5 monb/nM® pactsop, HpHro-
TOBJEHHBIA caepyiomuM o6pasoM: K 730 cM3 BOAH OCTOPOXKHO, IpH ne-
peMeluvBaHuy, npuaupaoT 270 cM® KHCIOTH (B TepMOCTOMKOM cra-
KaHe).

Kucnora asornas no FOCT 4461.

CMech a30THOH U CepHOI KHCJIOT B COOTHoMIEHHH 1 : 2.

AmMonuit Moau6aenoBokucanit no I'OCT 3765, pacTBop KoHHeH-

Tpauuu 25 r/aM3.

Hsnanue oduunasbHoe Mepeneuarxa BOCnpelieHa
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Awvwvonnit cepHokucamit o I'OCT 3769, pacTBop KOHUEHTPaUHH
100 r/am8,

I'uapasnn ceprokucawnii no I'OCT 5841, pacrBop KOHUEHTDaUM#
1 r/am®; roToBsiT HeGOILIIHMH MOPHHAMH, TOAEH B TeueHHe 3 CYTOK.

Hatpus rugpookuce no I'OCT 4328, pacTBop KOHHEHTPAUHH
200 r/amé.

Penondranens no FOCT 5850, cnHpTOBO# pacTBOP KOHUEHTPAUMH
0,5 r/100 cm®.

Crupt 3THAOBHI pexTadukoBanuuil no TOCT 18300.

Kaanii pochopHoxucanii ognosaMementuit no 'OCT 4198, nsax-
JB NePEeKPHCTA/NIM30BaHHHE ¥ BHCymerRHn# npu 105—110°C.

CrangapThbiit pactsop docdopa: 1,0984 r onnozamelnenHoro oc-
($OPHOKHCJIOTO KaJlHsi pPacTBOPAIOT B HeGOJIBIIOM KOJHYECTBE BOJAK B
MepHOit KojiGe BMecTHMOCTbI0 250 cM®, ROJIMBAIOT BOXOA HO METKH
u nepememiBanoT. CTaHAAPTHHI PacTBOp C MacCOBOH KOHIEHTpAUH-
eii gpochopa 1 mr/em® (pacteop A).

I'panyupoBounnii cranzapTHHH pactBop ¢docdopa: oTOHpaOT NH-
netkoit 5 cM® cTaHfapTHOre pactsopa A B MepHY Kou6y BMeCTH-
mocteio 500 cM®, mosHBalOT BOAOH N0 MeTKH H nepemewnBaior. I'pa-
AYHPOBOUHHBI CTAaHJAAPTHBLIE pacTBOpP € MaccoBOH KOHIeHTpauuef
doctopa 0,01 mr/cm3 (pacisop b).

3. MOJATOTOBKA K AHAJIH3Y

3.1. IipuroToRjieHHe COCTaBHOTO peareHTa

K 70 cM® 5 mosin/aM® pacTBOpa CepHOM KHCJOTH NpHJIHBAIOT 50 cM?
pactBopa MOJAMOAEHOBOKMCJOrO aMMOHRHA. [lepex npuHMeHeHHeM K
sToii cmecH npuaupawT 30 cM® pacTBOpa CepHOKHCJOrO THApA3HHA
H MepeMelIHBaloT.

3.2. Mocrpoense rpaxyupoBouHoOro rpaguka

B mepHbie Koa6H BMecTHMOCTBIO Mo 50 cM?® oTMepuBaloT Gloper-
Kok 0; 1; 3; 5; 7; 9; 11 n 13 cm® rpagynpoBOYHOro CTAHAApPTHOTO pa-
cropa b, uto coorBercreyer 0; 0,01; 0,03; 0,05; 0,07; 0,09; 0,11 u
0,13 mr docdopa. Bo Bce K0NOK NPUIAKBAIOT BOAB AO MOJOBHHBI 06b-
eMa u no 15 cM3 coctaBHOTO peareHTa, JOJMHBAIOT BOJOA KO METKH, Ne-
PEMELIHBAIOT M CTaBAT Ha 10 MUH B KHNsIyio BoAsmylo Gaulo. 3aTeM
KOJIOK € pacTBOPOM BHHHMAIOT, OXJaXKAalOT A0 KOMHaTHON Temne-
PATYPH H H3MEpSIOT ONTHYECKYIO IVIOTHOCTb pacTBOPOB Ha (hoTo3seK-
TPOKaJODHMETpE, NPUMEHSAs CBeTOMHABTP C 06JACTHIO CBETONPOMYCKa-
Hna 600—700 uM, B KioBeTe C TOJIMHOA ciiof pacTBopa 10 MM,

PactBopoM cpaBHeHHSI CJIyXKHT pacTBOp, He CcoAepxkamui ¢oc-
¢opa. I'panynposounsiii rpaduk crposit no TOCT 17818.0,

4. IPOBENEHHE AHAJIM3A

HaBecky rpagura Maccot 2 r paspaBHHBAIOT NO JHY JIONOYKH
POBHEIM CJIOEM M CXKHralT B 3JIeKTponeyn npH temnepatype 900—
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1000°C g0 nmocTosHHOM Macchl 30Jbl. 304y NEPEHOCAT B CTaKaH BMEC-
tuMocTbio 100 cM3, TmlaTteqpHo cMbiBast ocTaTKH 30anl 10 cMm® cMecH
a30THOH U cepHo#i Kucnor. Pacrtsop nojorpesalor, He ponyckas Oyp-
Holl peakuuyu. Harpesanue nponoskaioT 10 NPOCBETIEHWS pPacTBOpPA
H nosiBjeHHs1 6esIbIX 1apOB CEpHOro aHIrHApPHAA,

CrakaH c pacTBOPOM ONIaXKAAOT H INOCTENEHHO NPHJUBAIOT 7—
10 cM® pacTBOpa CEpHOKHC.IOT0 AMMOHHS U BHOBBL HarpesaioT. [locge
NOSABJEHHS TYCTHIX OOHJbHLIX Oe’blX NapoB CTaKaH CHUMAWT C IWINT-
KH H OXJIaXJaloT. 3aTeM OCTOPOXKHO NPHAHBAIOT oKouo 20 cM® Boawl
H KHNATAT B TedeHHe 3—5 MHH.

K oxaaxieHHOMY pacTBopy ocTopoxkHo noGasasior 20 cm3 ro-
psiueil BOABI ¥ (PUABTPYIOT uepe3 HeNJIOTHHIH (DHABTD AJS1 OTAENEeHHS
KpemHe3eMa. DuibTp ¢ 0caAkoM NpoOMBEIBalOT 3—4 pasa BoOJOH.
QuibTPaT NEPEHOCAT B MepHYI Koja0y BmecTumocTtbio 100 cud, ox-
JAXKAAOT, AOBOAAT BOAOH AO MeTKH M TNepeMeulinBaloT (OCHOBHOH
pacTBop).

Ot ocHOBHOro pacTBopa OTOHpAlOT aJHKBOTHYIO 4acTh 10—20 cm?®
B MepHYI0 KoJOy BMecTHMocThio 50 cM?, 106aBas0T ofAHY Kamaio de-
HoJipTaNenHa, HeHTPaAusylOT pPacTBOPOM THAPOOKHCH HATpHS RO HO-
siBJIeHHs ycToHuuBoil oOKkpackd. PactBop B Koabe oxJaaxkapamT IO
KOMHATHOHU TeMIlepaTyphl.

K pacTBopy B MepHOIt konOe lipuiuBailoT 15 cM® cocTaBHOrO pea-
reHTa, AOJHBAIOT BOAOH A0 METKH MNepeMelIMBAIOT ¥ CTABST HA KHNS-
wyio BoAaAHylo Gauio. Ilamee aHa.I3 NpPOAOMIKAIOT, KaK yKa3aHO B
m 3.2,

PacTBOPOM CpaBHEHUS CJAYKHT PacTBOP KOHTPOJIBHOTO ONBLITA.

[To uaMepenHoit onTHYeCKO# MIOTHOCTH MO rpaayHpOBOYHOMY rpa-
¢pHKY HaxXOAAT Maccy ¢ocdopa B MHATHrpaMMaXx.

5. OBPAGBOTKA PE3VYJIbTATOB

5.1. Maccosywo goqaio ¢ocdhopa (Xp) B NpolEeHTAX BHIYHCAAIOT 1O
Popmyae

Xp= 2 V100
Ap ”'V"]OOO ’
rge m; — macca ¢ochopa, HaHAc(HHAA O TPaAYHPOBOMHOMY rpadH-

Ky, MT;
V — 06beM OCHOBHOIO DAacTBOpd, CMY;
V,— o6bem aJMKBOTHOIl 4acii pPacTBopa, cm?;
m — Macca HaBeCKW IpuHTa, I.
5.2. HomyckaeMoe pacxoxjieH.le MexAay pesy/JbTaTaMH Napaj-
JeJbRBIX ONpefelieHuil He omkio opesbiwate 0,005% npu ryacco-
Bolt poae gocthopa xo 0,1%.
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