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ZLoIc

ERTE T WMSE (SEM) ICHB S Nz o 2OV F— 45 X#srkss (EDX) 12 & % @m0 235
LS, MUNEGAT O 4 25 H TEH SN TW5A, MB5H T, EEEmRe KLT T AR e
DEEGATIC DOV THA BB HE SN, ERGICRICH L CEEB TR~ A 27087 F 54—
(EPMA) &EBE WIETERDUREE 2o TWb (KA, 1994 5 5, 2003 : JIIEF T2, 2010 : K
Wil3A, 2011 /NEEE A, 2014 5 HH, 20187 &).

BEHNC X 2 XMERSH TR, WEMIZ7Ta—7BHEOEILE & LIRS 5728, KoKk
BEOMMIIFIZIE—ETH D, Ld > T ERFHY X E O SEM-EDX T, WEMEDAE %
100% BHEALT 5 2 L1 X o THABE O F e FiRE Wit d > Twad ORH, 2018). L2LZDk
FETIE, EDXTHRINTE R WVWH,0 2 FK5 & LTHTEY (LUF, SKEY) oOgaEsridcidzn
—75, WESETIE, KB - BBAERICBUY I - JTEN SO E R EOBRIZ, SR oA
WABEL DLW H D, GREDOILFHEE B D 27201213, [HOUSND K ER S ICHE DR
| ZIEAEICRD DUEDRDH D, Sz DL, A ¥ V¥ — FEFR L RAREZRO 70 — 7&K
ZA—IC LT, FERSICEOBRE L EMEICHET 2LESDH L. LrLadrd, R KEEYEO
SEMIE “7u—T7&E" HEBICL-o T e —T7EREZMHGWICHR S LI LIETETHLH, Tu—
TEBMEZODOZHHT L LFTER V., 22 THN, SEMICUNERFIZ#H/L, 7u—78
WO & EZKRIEW D g B 2R A TDTZ ZIZHET 5.

ZHEXFEYEESEE D SEM-EDX D&

& R KA AR B S T A SEM-EDX 11X, HVNA 727 /1Y — Xtk oe AR 1 B
(HITACHI S-3400N) |2 Oxford Instruments £ 0 T F b & — 730508 X #0688 (X-Max) ##E®R L7250
THb. SEMOETHICIEZY Y TAT YT 4T A MBHWHNTEY, MEBEEIX0.3~30 kV D
PACEZ DI ENTESL. HEREIIHILEE—F (<1Pa) LIREZEE—F (20270 PaD#iPHTH %)
ARINT X, EDXICTLFR OB R ZITI)HAIE, BEZE—F(<1Pa)IlT, RERKMABEEITR-
7SR E AR 2 2 T2 D0 F L. EDX OMIZHICAS L2 XHE, 3y a— -2
A=WV ENTY T b 2T (Inca) ICXoTHNT SN, GHILEDEN - @RS IITDONS.

4], SEMDFREIX, T—F V774 A% ¥ A10 mm, NIEEEE15 KV, FPHED 27, 5H 531000045,
BSEZ 4 » “2" L7z (K1), WESME, WERR 408, 7oz s fa 57 L L (£1).
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SEM & EDX (Inca) MDi%3E.

Table 1  Settings of SEM and EDX (Inca).
SEM setting EDX (Inca) setting
Accel voltage 15kV Analytical method Analyzer
Vacume setting High vacume Live time 40 seconds
Working distance 10 mm Process time ‘5"
Objective aperture setting 2" Spectrum range 0-20 keV
Magnification X 10000 Channel 2K
Gain (in case of BSE) “2"
Coating Carbon
EBRIEDEE

T ERFAW A O SEM 3l E DY G, T3 v ¥ YEREERIIZIZHEICT 0 - TERD
WAL, 120 T7a—7EEHLHO0.1 nARA T2 (K1), HEEEAOE @A % 7 10— 7 EiE 1.0
nATAY V¥ — FEFL, 1200 OHIZH—OE @A Z3MMEL-E 25, Tu—TEREOWD
EEBICIFIFETORRTHEMI»WA L, FMEHOEFHINT wolAd Lz (K1, #£2). 2o
IV TE—TEBROEEIWMEMIIRKE LB 525720, EMfREESTEIT) 720121, 7
O — 7 EMEE A8 25— PRI E R & R ER & TR—IZ T 2 0% 23 H 5 (Bl 21X, HH,
2018). & Z T4, SEM ® STG-SIG ¥ T2/ i sl (Keithley 6485) Z#ife L, 70— 7EiRH%
FHTHBTE L LI L Z2OLT, SKEY O ERHSH IR 2 BRSOV TG 2175 72
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0.6, 0.7, 0.8, 0.9, 1.0, 2.0, 3.0nA) IZDWT, TNENIOBDRHIZ300M D 71— T EifllE % 1i7- 72
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Fig.1 Reduction of the probe current during 120 minutes in SEM at Nagoya University Museum. Analytical results of augite at (A),

(B), and (C) are shown in Table 2.
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Table 2 Analytical results of an augite crystal at the conditions of (A), (B), and (C) in the Fig. 1. Probe currents at
each analysis are also shown.

Rec. Value (A) (B) ©)

Si0, (Wt%) 49.05 48.45 46.22 44.68
TiO, 1.40 1.29 1.17 1.21
ALO; 9.13 9.06 8.67 8.47
FeO* 9.45 10.55 10.40 9.71
MnO 0.15 - - -

MgO 13.12 12.44 11.92 11.41
CaO 15.94 15.56 14.69 14.61
Na,O 2.05 2.82 2.19 2.30
Total 100.14 100.17 95.26 92.39
Probe curr. (nA) 1.00 0.96 0.93

Rec. Value: recommendation value, Probe curr. : probe current.
FeO* : total iron as FeO, - : undetected.
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K2 02~3.0nADMDOIIAT—2 (02, 03, 04, 0.5, 0.6, 0.7, 0.8, 0.9, 1.0, 2.0, 3.0nA) BT, ThZh
Q0 RPN 7 1 — TR & 300 MIHIE L7 Kf D, KL /AMED A (Pk-Pk) & BEHEMRZ (SD).
Fig.2 Difference between maximum and minimum data (Pk—Pk) and standard deviation (SD) of 300 probe current data within 90
seconds, at eleven stages in 0.2-3.0 nA.
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Table 3 Average, standard deviation, and difference between maximum and minimum values of 300 probe current data within 90

seconds, at eleven stages in 0.2-3.0 nA.

Stage 0.2 0.3 0.4 0.5 0.6 0.7 0.8 0.9

Avg. probe curr. (nA) [ 0.199761 0.301941 4.008458 0.503955 0.601880 0.698287 0.800123 0.899839

SD (nA) 0.000064  0.000064  0.000108  0.000340  0.000237  0.000453  0.000350  0.000460

Pk-Pk (nA) 0.000283 0.000332 0.000424 0.001721 0.001248 0.001698 0.002170 0.001965

Stage 1.0 2.0 3.0

Avg. probe curr. (nA) | 0.999179  2.002110  3.002521 Avg. probe curr. : average value of probe current in 300 seconds,
SD (HA) 0.000544 0.001268 0.001273 SD : standard deviation,

Pk-Pk (nA) 0.002363  0.004283 0.006941 Pk-Pk : difference between max. and min. values

WIZ, 70— TEEDOENHREMIZG 2 5 EERETT 5729, 02, 0.3, 04, 0.5, 0.6, 0.7, 0.8, 0.9,
1.0, 2.0, 3.0nA, £ 7 —TEIRTAY ¥ — FEEREITV, TAZEhOT 00— TELSEMNET, HK
BERIOr v A— bR (4) osHl#k ) R LAEZIT- 72 WEICKEL, Si, Al Fe, Mg, Callow

TR EBRDOr v 2= MPA, TIZOWTIESITIO3, Nall2oW TEMBEBEMOE A, KIZOWTIidH
WEEHOIEREA % (DLE, S TR L72WiE Rk, LMKt Lz b oI AT, TR x4~
F—FELTHWE (F4). MEHICT7 77 =Dy 72T, 70—7EK % FERME = 0.002 nA
W75 X)Lz, WP L RO A 3, 4L RS5ITRT. THRITEICHL L, Tu—
TEBESP02nADRZIRE, 1ZE A LD 70— TERSLMICB W THIEM T & HEIRE 07 13 =
0.5 wWt% ANTH ), HEKWIEEES 25 (KM3).

MERDICHEEEZRB L RV ETIUL, 100 wt% 20 5 ERSTCRMEMO BRI E2 2 LW lds, &K
B OH20MEE —fRICAZL IND. L7225 THAKEWOH20E Z WD 57:9121%, KLFE oM
EHOIEMS 72T T, WEBAFOEMHS IROONG, SHOMEICLSE, 70— TERN
INEVIT EPIEMEAEANS S BRSO, F70— 7 EHRMAT0.3~0.6 nA DFFIZ, HIEH
Gt & TOHEIE L DAEDHFI05 wi% LN &4 s (M4, KS). L7zhoT, 7u—7EROLENE L
BIUFEOWEMOIEME S, WEMEGETOIEMES ZEALILE, ERMNTEITHIBICIE 70— 7T ELHEEY
03~04nAICFXET DL L bbb,

F4 A5 VT — FRAB OISR O FE & % OHELEAH.

Table 4 Recommendation values (wt%) of the chemical compositions of the standard specimens.

Natural ~ Synthetic Synthetic ~ Synthetic Natural Synthetic ~ Synthetic ~ Synthetic ~ Natural Natural Natural Natural
standard specimens Kaersutite SiO, TiO, AlL,O;  Ti-magnetite MnO MgO CaSiO; Albite  Orthoclase  Augite Pyrope
SiO, (wt%) 40.09 100.00 - - - - - 51.72 68.58 64.85 49.05 40.57
TiO, 5.04 - 100.00 - 2.80 - - - - - 1.40 0.61
ALO; 12.36 - - 100.00 - - - - 19.51 18.55 9.13 22.36
Cr,0, - - - - - - - - - - 0.02 0.01
FeO* 12.24 - - - 96.90 - - - - - 9.70 17.06
MnO - - - - - 100.00 - - - - 0.15 0.41
MgO 12.55 - - - - - 100.00 - - - 13.12 14.82
CaO 11.56 - - - - - - 48.28 0.09 0.02 15.94 543
Na,O 2.44 - - - - - - - 11.66 1.32 2.05 0.07
K,O 1.17 - - - - - - - 0.15 14.85
BaO - - - - - - - - 0.02 0.42
H,0 1.97 - - - - - - - - - - -
Total 99.42 100.00 100.00 100.00 99.70 100.00 100.00 100.00 100.01 100.01 100.56 101.34

FeO* : total iron as FeO, - : undetected
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Fig. 3 Differences between analytical results and recommendation value of kaersutite analysis, at probe current of 0.2, 0.3, 0.4, 0.5,
0.6,0.7,0.8, 0.9, 1.0, 2.0, and 3.0 nA.
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Fig. 4 Total values of kaersutite analysis (average of 5 analytical data), at probe current of 0.2, 0.3, 0.4, 0.5, 0.6, 0.7, 0.8, 0.9, 1.0,
2.0, and 3.0 nA.
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Table 5 Total value (average of 5 analytical data), standard deviation, relative standard deviation, difference between total values of
the analysis and the recommendation (analytical value — recommendation value), and relative error of kaersutite analysis,
at probe current 0of 0.2, 0.3, 0.4, 0.5, 0.6, 0.7, 0.8, 0.9, 1.0, 2.0, and 3.0 nA.

3.0nA 2.0nA 1.0 nA

Avg. (n =5) SD RSD  Dif. 100 X eR Avg. (n=5) SD RSD  Dif. 100 X €R Avg. (n=5) SD RSD  Dif. 100 X eR
SiO, (Wt%) 40.59 0.06 0.16 0.50 1.25 40.58 0.16 040 049 1.21 40.50 0.08 021 041 1.01
TiO, 5.20 0.04 085 0.16 3.17 5.30 0.07 123  0.26 5.24 5.34 0.06 1.19 030 591
AlLO; 12.83 0.04 027 047 3.80 12.70 0.07 057 034 2.72 12.72 0.16 1.27 036 291
FeO* 12.88 0.12 090 0.64 5.20 12.31 0.06 046 0.07 0.58 12.68 0.23 1.78 044 3.61
MgO 12.47 0.05 0.38 -0.08 0.64 12.79 0.09 071 024 1.90 12.87 0.17 1.34 032 2.57
CaO 11.71 0.04 033 0.15 1.30 11.81 0.07 0.61 0.25 2.18 11.70 0.10 0.85 0.14 1.21
Na,O 2.55 0.05 2.04 0.11 4.51 2.54 0.03 1.19  0.10 4.10 2.57 0.09 335 0.13 533
K,0 1.16 0.02  1.58 -0.01 0.85 1.17 0.03  2.61 0.00 0.17 1.03 0.03 296 -0.14 11.79
total 99.39 0.13 013 1.94 1.99 99.20 038 039 175 1.79 99.41 031 031 1.96 2.01

0.9 nA 0.8 nA 0.7 nA

Avg. (n=5) SD RSD Dif. 100 X &R Avg.(n=5) SD RSD Dif. 100 X eR Avg. (n=5) SD RSD Dif. 100 X &R
SiO, (Wt%) 39.98 0.13 032 -0.11 0.26 40.17 0.19 048 0.08 0.19 40.49 0.13 031 040 1.01
TiO, 536 0.09 1.61 032 6.43 533 0.13 238 029 5.75 5.13 0.05 0.90 0.09 1.87
AlLO; 12.82 0.15 1.20 046 3.71 12.95 0.14 1.04 059 4.77 12.78 0.14 1.13 042 3.43
FeO* 11.84 0.14 121 -0.40 3.26 13.19 023 171 095 7.80 12.62 021 1.65 038 3.10
MgO 13.08 0.10 073 053 425 11.81 0.06 047 -0.74 591 12.79 0.07 056 024 1.93
CaO 11.68 0.07 0.61 0.12 1.06 11.77 0.12 1.06  0.21 1.80 11.26 0.10 0.88 -0.30 2.61
Na,O 2.39 0.11 457 -0.05 2.01 2.61 0.02 0.78 0.17 7.05 2.58 0.06 2.18 0.14 5.82
K,0 1.09 0.05 425 -0.08 7.01 1.00 0.05 518 -0.17 14.19 1.06 0.05 435 -0.11 9.23
total 98.25 023 023 0.80 0.82 98.83 0.15  0.15 1.38 1.42 98.72 044 044 127 1.31

0.6 nA 0.5 nA 0.4 nA

Avg.(n=5) SD RSD Dif. 100 X R Avg.(n=5) SD RSD Dif. 100 X eR Avg.(n=5) SD RSD Dif. 100 X R
SiO, (wWt%) 39.88 023 057 -021 0.53 40.08 0.08 020 -0.01 0.03 40.89 0.18 045 0.80 2.00
TiO, 531 0.09 1.69  0.27 5.44 5.30 0.14 262 026 5.24 5.28 0.15 289 024 4.84
AlLO; 12.82 0.22 1.75 046 3.74 12.18 0.10 0.85 -0.18 1.42 12.27 0.04 036 -0.09 0.76
FeO* 12.80 0.23 1.77 056 4.61 12.87 0.15 1.14  0.63 5.12 12.12 0.19 1.53 -0.12 0.95
MgO 12.10 0.12 099 -0.45 3.55 12.66 0.10 0.76 0.11 0.86 12.33 0.09 0.70 -0.22 1.72
CaO 11.37 0.06 050 -0.19 1.63 11.50 0.08 0.69 -0.06 0.48 11.26 0.15 136 -0.30 2.61
Na,O 2.55 0.05 2.04 0.11 4.43 2.39 0.13 554 -0.05 1.97 251 0.05 2.07 0.07 295
K,0 1.03 0.07 6.66 -0.14 11.62 1.10 0.05 460 -0.07 5.64 1.09 0.05 455 -0.08 7.01
total 97.88 0.64 0.66 043 0.44 98.09 029 030 0.64 0.66 97.76 0.30 030 031 0.32

0.3 nA 0.2 nA

Avg. (n =5) SD RSD  Dif. 100 X eR Avg. (n=5) SD RSD  Dif. 100 X eR
SiO, (Wt%) 39.36 0.12 031 -0.73 1.83 39.41 038 097 -0.68 1.69
TiO, 5.50 0.16 293 046 9.13 5.17 030 570 0.13 2.66
ALO; 12.93 0.13  1.04 057 4.61 12.57 022 1.76 021 1.72
FeO* 12.39 040 322 0.15 1.21 11.27 037 328 -0.97 7.96
MgO 12.66 0.18 143 0.11 0.89 11.86 025 2.14 -0.69 5.51
CaO 11.26 0.12 1.10 -0.30 2.56 12.10 0.16 130 0.54 4.71
Na,O 2.44 0.05 223  0.00 0.16 2.53 0.12 457 0.09 3.52
K,0 0.99 0.11 1095 -0.18 15.38 1.15 0.08 6.76 —0.02 1.71
total 97.53 030 031 0.08 0.08 96.06 138 143 -1.39 1.42

Avg. : average of 5 analytical data, SD : standard deviation, RSD : relative standard deviation,
Dif. : difference between total values of the analysis and the recommendation (analytical value — recommendation value), ¢R : relative error.
FeO* : total iron as FeO.
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1. RAFAFECZHERDPKECRED X Z 25— FE#H

Z 2T, B AEEM O Si0,, TiO, ALO, F % Y WiEk#k, MgO, CaSio, ®Ef, EEAZ,
ZNZENSi, Ti, Al, Fe, Mg, Ca, Na, KDA¥ ¥ — K& L ($K4), 7u—7&Eiiflix04nA L L
TR 2 IT- 7. HFWERICT 7 97—y T2 HWT, 70—7EifE% 04 +0.002nA12%5 L9
AR L7z SIE O PIgNE, R, AR AL, S &P oM FRAE & B,
L A Y V7 — MR IEIRMED 22 M5 & F6allRT. & TOILHE CHIERAIZR 0.3 wt% 2L
T, MHNERERZEIHS%UTTHY, T OomBMIERY. —7, KILEOFIMHE L IO Mk
m72lE, Si0,, ALO;, MgO, FeO T0.5 wt% DL I, FHEERT & HEIEAFTOMIT 21X 2.51 wt% TH 1),
MEFE L v, FEERE, 2TORNET2%ULETH 72,

2. KREBEEAFHERIENZE 2 — NEHE

WIZ, VA — MR & RRE DTN A & ¥ 57— Rk 2 W CHME 247> 72, Si, Al Cal
DWW, TilZ2WTIESITIO; Fe, Mgll2oW Tk sS4 B —7, NalloWCTIREEA, KIiZ
DWTIRIEEAZAY ¥ —FE L (£4), 7u—7ERKIZ04nA & L. HMERICT 797 —h v
TERWT, 7u—7Ei%04+0.002nA2% 5 X ) ICTELL. sHEEOF A, EiEREE M
RREAR 2, HESEAH & FIME O IR & REE, T E A Y U & — FALFHIRHESEE 0 72 % X
5LFK6bITRT. ETOILECTEEMEMRAEIL03 wt% BLF, HxHEH#EFZEIIMAR3% LT THY, 750D
HEMEII RV, BILEOFIME & HERMEOMA 7213 0.5 wi% LT T, JlEEARHIIERM L —% 3 5
(¥5). MERIZOWTIE, KIREOITLEITFEVA, BEA10 wt% U EDOITEHRICOWTIIAR3% LT
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Fig.5 (a) Standard deviation and absolute error of kaersutite analysis (average of 5 analytical data), with standard specimens having
significantly different chemical compositions from the kaersutite. The analytical data are shown in Table 6a. (b) Standard
deviation and absolute error of kaersutite analysis (average of 5 analytical data), with standard specimens having similar
chemical composition to the kaersutite. The analytical data are shown in Table 6b. SD: Standard deviation, €: absolute error.
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xK6 TrNVA— MAZSEGE L72YE0, WEMoVy, B Mg REE e Mofniie ALz
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Table 6 Average of 5 analytlcal data, standard deviation, relative standard deviation, absolute error, relative error, standard
specimens, and difference between the analytical results and the recommendation values of the standard specimens of
kaersutite analysis. (a) Analytical results with the standard specimens having significantly different chemical compositions
from the kaersutite. (b) Analytical results with the standard specimens having similar chemical composition to the
kaersutite. See Table 4 for the recommendation values of each standard specimen.

(a) Avg. (n=15) SD RSD € 100 X eR Standard ~ Dif. (Wt%)
SiO, (Wt%) 40.98 0.33 0.81 0.89 2.22 Sio, 59.91
TiO, 5.39 0.15 2.80 0.35 6.87 TiO, 94.96
ALO, 12.87 0.16 1.27 0.51 4.09 ALO, 87.64
FeO* 12.77 0.25 1.93 0.53 4.33 Ti-magnetite 65.54
MgO 13.18 0.11 0.83 0.63 5.05 MgO 87.45
CaO 11.26 0.09 0.79 0.30 2.56 CaSiO; 36.72
Na,O 2.58 0.14 5.38 0.14 5.66 Albite 9.22
K,0 1.11 0.05 4.73 0.06 5.13 Orthoclase 13.68
Total 100.14 0.50 0.50 2.51 2.57

(b) Avg. (n=5) SD RSD € 100 X eR Standard ~ Dif. (Wt%)
SiO, (wt%) 39.90 0.08 0.20 0.19 0.47 Augite 8.96
TiO, 5.45 0.16 2.90 0.41 8.17 SrTiO, 38.49
Al O, 12.63 0.07 0.56 0.27 2.20 Augite 3.23
FeO* 11.96 0.20 1.67 0.28 2.31 Pyrope 4.35
MgO 12.13 0.05 0.41 0.42 3.36 Pyrope 2.27
CaO 11.78 0.12 0.99 0.22 1.89 Augite 4.38
Na,O 2.67 0.04 1.39 0.23 9.59 Albite 9.22
K,O 1.10 0.08 6.98 0.07 5.64 Orthoclase 13.68
Total 97.63 0.26 0.27 0.00 0.00

Avg. : average of 5 analytical data, SD : standard deviation,
RSD : relative standard deviation, € : absolute error, €R : relative error,
Dif. : difference between recommendation value of standard and analytical result.
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