Application Note

PeHTreHodnyopecueHTHbIN aHanu3

KepaMUKHU

OnucaHue

B gaHHOM NpunoXxxeHum onucaH aHanua nopoLlukoodpasHoro obpasua Kepamukn. AnNemMeHTbl B
Takmx obpasuax 4acto npucyTCTBYOT B Buae okcuaoB. CoaepaHue OKCUMOOB B Kepamuke
onpeneneHo aOBymsi cnocobamu. [lepBbin, GeccTaHOgapTHbIM CnNocod, WCNonb3yeT MeToA
dyHaameHTanbHbIX NapameTpoB (Metog FP) ana onpedeneHus konnvectBeHHOro coctasa. [lpu
BTOPOM crnocobe co3[alnT  KanvbpOBOYHbIE KPUMBbIE AONA  KaXKOOMo 3neMeHTa, WCMNonb3ys
cTaHgapTHble obpasubl. CpaBHuBalOTCs ABa MeToda. M3 nonyyeHHbIX pesynbTaTtoB SCHO, YTO BO
MHOrMX cny4yasx cnocob FP aBngeTcs o4yeHb TOYHbIM METOAOM aHanu3a Heu3BeCTHbIX 06pa3sLoB.
lMopoLlok KepamMukmn NonyyYeH n3 MacCUBHOINO kepammnyeckoro obpasua nytem pasMmona B MefnbHULE.

NMonykonn4yecTBeHHbIN aHaNu3

Hwxe npuBeaeHbl CNEKTpbl cTaHAapTHOro obpasua kepamukn R-603 komnanum Shimadzu, AnoHus.
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Puc. 1. CnekTp nopoLuka Kepamukm Puc. 2. Yyactok cnekTtpa ¢ Al u Si

MpuBegeHHble B Tabnuue 1 pesynbTaTbl NokasbiBakT, 4To Metog FP, ucnomnbayembii B
nporpammHom obecnevyeHnn Shimadzu, nos3BonseT nNpPOBOAUTL KONMMYecTBEeHHbIN aHanm3
Hen3BeCTHOro obpasua 6e3 MCnonb30BaHUSA CTaHAAapPTOB.

Si02 AI203 CaO F9203 Kzo Nazo MgO TI02
N3mepeHHOe 3HavYeHue (%) 466 372 1.69 0.60 042 034 031 0.09

CepmucpuyupoeaHHoe 3Ha4yeHue (%) 461 370 1.66 0.65 040 0.84 029 0.08

SO; MnO CuO Ga,O; PbO 2ZnO Rb,0 [lomepu npu
npokanueaHuu

N3mepeHHoe 3HayeHue (%) 0.05 0.03 0.01 0.005 0.005 0.003 0.002 12.60

CepmudguyupoeaHHoe e omm o ooeeem cees omem omeem 0 comeer
3Ha4deHue (%)

Tabnuuya 1.
CpaBHeHve pe3ynbTaToB NONYyKONMYECTBEHHOIO aHann3a ¢ cepTMOUUNMPOBAHHBIMW 3HAYEHUAMM.
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KonuyecTBeHHbIN aHanu3

XoTs npumeHeHne metoaa FP oGecneunBaeT nonyyYyeHne TOYHbIX AaHHbIX KONMYECTBEHHOMO
3MEeMEHTHOro cocTaBa, 4acTo HeobXoOoMMO MCMONb3oBaTb METOA KanuMOpPOBOYHLIX KPUBBLIX. DTOMY
€CTb HECKONbKO MNPUYMH. Bo-nepBbix, TOYHOCTb aHanusa. MeTon KanuMOpPOBOYHBLIX KPUBbIX
obecneynBaeT nosb3oBaTento Gonbllyld TOYHOCTb. MeHbluas ToyHOoCTb MeToda FP obbsicHseTcs
13NYECKUMY PA3NIUUMSMU MEXAY 00pasLaMm, TakMMK, HanpuMep, Kak pasMmep YacTull.

Kpome Toro, 4yacto aHann3 Heob6XxoAMMO BbINOMNHATL B COOTBETCTBMM C TpeboBaHuammu 1SO-
900x. B aTtom cnyyae npouenypy KOHTpoOmsi KavyectBa HeobxoaumMo [OKymeHTupoBaTtb. WM3-3a
CNOXHOW CTPYKTypbl MeToga FP aTO He Bcerga BO3MOXHO W KpaWHe 3aTpygHeHo. B cnydae e
MeToda KannbpoBOYHbLIX KPUBBLIX MOMb30BaTeslb MOfydaeT MOSHbIN KOMMMEKT BCeX MnapamMeTpoB
KONMMYeCTBEHHOro aHanusa. PesynbTaTbl aHanusa nerko WHTepnpeTupytoTca nornb3oBaTenemM u
MOryT BbITb JOKyMeHTUpoBaHbl Ans 1SO-900x.

Hwke npuBeaeHbl NpuMepbl CO34aHHbLIX KanMOPOBOYHLIX KPMBLIX, WCMONb3yeMbIX AONs
pacyeTa cogepxaHusi OKCUAOB B KEpaMUKe.

18
) 1.4

~ 14 1.2 +
& =1.0 ¢+
3 ( o
Q, @ 0.8 +
S0t s
= > 0.6 T
hat B
% 6 L % 0.4 -+
+ g 02 T
:5 —

9 } } 0.0 f f

40 80 100 0 0.2 0.4 0.6 0.8
Concentration (wt%) Concentration (wt%)

Puc. 3. KanubposoyHas kpusaa gnsa SiO, Puc. 4. KanubposoyHas kpusas gnsa TiO,

4.5

4+

3.5 1

Intensity (cps/uA)
Intensity (cps/uA)

S ©O © o o o o o o

0 4 8 12

Concentration(wt%)

Concentration(wt%

Puc. 5. KannbposoyHas kpueas ans K,O Puc. 6. Kannbposo4Has kpmeasa ana CaO

NMoBTOpPAEMOCTbL pe3ynbTaToB

[na onpepeneHna TOYHOCTWM annapaTtypbl o6pasubl M3mepsnu B 10-kpaTHOW NOBTOpHOCTM. [Ba
napameTpa cBs3aHbl C TOYHOCTbIO M3MEPEHWUR. [NepBblIn — 3TO CTaHOAPTHOE OTKMOHEHWEe, U OHO
XapaktepusyeT abCoONTHY TOYHOCTb cnekTpomMeTpa. BTopon — aTo koadhpuumneHT Bapuawlmm, 1 oH
XapaktepusyeT OTHOCWUTENbHYIO TOYHOCTb crnekTpomeTpa. PeaynbTaTbl, MOMAy4YeHHble Ha
cepTndmunpoBaHHOM CTaHgapTHOM obpasue kepamukn R-603, npuBedeHsl B Tabnuue 2.
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Tabnuua 2. Pe3ynbTaTbl TECTA HA NOBTOPSIEMOCTb

CoeduHeHue Si0O, AlLO; Fe,0; TiO, CaO MgO Na,0 KO
CpedHee 3HavyeHue (%) 47.10 36.89 0.67 0.099 1.62 0.22 0.67 0.41
CmaHdapmHoe 0.061 0.150 0.004 0.004 0.010 0.015 0.091 0.010
omkJsioHeHue (%)
KoagppuyueHm 0.13 0.41 0.61 4.0 0.60 7.7 13.7 2.5

eapuauyuu (%)

YcnoBua aHanusa:

CnektpomeTp: EDX

TpyOka: Rh-aHopg

dunbTp: 6e3 unbTpa

ATmocdepa: Bakyym

MoLHoCTb: 15-50 kB npu 30 - 250 MKA
MepTBOE Bpems: 25%

Namepsiembin gnameTtp: 10 Mm
Bpems nameperus: 40 cekyH

SCA_125_004 www.shimadzu.ru @ SHIMADZU

Solutions for Science
since 1875



