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la
Concentration = (A) x (CR)3 + (B) x (CR)2 +
C) x CR) + D s (5.2)
Concentration { 9.621
CR
I] M
a B *
3 A
3 30
a a a
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WORKING CURYE FOR Pb Particulates
FILE NAME = PB
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7 VIRKING CURVE. FOR Br Particulates I
3.5 “
3 _,//

5 /

& of /;*f/

[ qcel / Mg.Br = A*XCR + B
if % A =25.445899 -
4l //*’ B= 0.269395
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1.2 ';,‘?E’EIHEnEUP“FHFUP Ni Particulates
1t 3
B = -t/
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// A = 32.545192
2_’_ IRk T B = -3.881182
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WORKING CURVE FOR Zn Particulates
FILE HAME = 2M
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{8y WORKING CURVE FOR Zn Particulates
FILE HAME = 2H
//4-
P
1t -b,.-/
e /
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= M.Zn = A*CR + B
-0
/ ’ A = 21.222309
/Pf B = -0.340968
S
0-”*/1 AL 1 L L L 1 1 1 }419‘
[ 5 19 15 29 25 39
Variance from regression = 0.342360
S.D. _from regression = 0.585115
Correlation coefficient = 0998411
4.5 ¢ WORKING CURVE FOR Zn Particulates ]
FILE HAME = 2HCOR
i o
[ //
3 ; //
-~ S
O r
s 2iF
‘ /’ M. Zn = A*CR + B
1 L A = 7.280053
: / B = -0.301127
P A D S ; X 4
0 5 18 15 28 25 9
Variance from regression = 0.228056
S.D. from regression = 0.477552
Correlation coefficient = 0.998942
a A 520 I »o»
3 » S0 30 »
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5.8 « Fe Krl 2 X-Rays

«

fe *«1.. Fe *«1.. ( fe *«1..
X-Rays (1) X-Rays 0.9 ) X-Rays
9.621 ( (2) (
) 8o — 60 )
Blank 4183 0.129230 10935 0.382529
10 18250 0.563810 11696 1560326
2 33447 1.00 10949 3.054812
Rl 41426 1.279830 12213 3.391953
50 54530 1684680 11883 4588928
10 69125 2.135570 12027 5.747466
100 98492 3.042850 11560 8.520059
(1) ' 3
(2) a KA 2
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WORKING CURVE FOR Fe Particulates
| FILE HAME = FE e
2.8} e
o] /
A 7
e
21.5 s /
1.2} + Ng.Fe = A*CR + B
oy e A= 35.907931
al B = -10.455618
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2. WORKING CURVE FOR Ti Particulates
FILE HRE = TI -
1.5} il
//
-~ P A= 11.934400
& p = -18.220231
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D= 0.
/ | 113428
o / Ag. T = A*CR'3 + B*R'2 +
i A : C*CR + D
S e e, e Ss R e
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Variance from regression = 0.454385
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COTI’E|&'[IOH coefficient = 099914
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gl WORKING CURVE FOR 'Ti Particulates
FILE HAME = TICOR

8l A= 70.113320
a0 ] B= -85.115416
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4 /o

¥ ; oy
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€t C*XCR + D

Raa o 2
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Variance fran regression = 0.186603
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()
5.23 » » «am « » »
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Ti Xcl2 X-Rays » o » » 20
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WORKING CURVE FOR Ti Particulates

FILE HRME = TI

g
//
b
o M. Ti = A*CR + B

A = 19.181575
B=

i + 0.456730
2 5 6 8 % 12 14 % 18 20
Variance from regression = 0.823735
S.D. from re?ressim = 0.907599
Correlation coerficient = 0991182
17 %I%EJEU%&B Ti Particulates .
8t
/ﬁ‘
. P
e
;)
=l
M. T = A*CR + B
2t A = 26.755464
i + . B = 0.815815
ot/AM
2 4 6 8 19 2 14 % 18 02
Variance from regression = 0.736833
S.D. from re?ression = (0.8583%0
Correlation coerficient = 0992116
a « » oy « 5.23 «
€« a 0-20 » « »
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WORKING CURVE FOR Cr Particulates -

FILE HAME = CR
A
1.2} . o
1t /
|
o b
S .g L
- M. Cr = A*CR + B
4T
r / A = 30.927413
2r > B = -0.676922
9 5 19 15 2% . 25 k5] 35 49
Variance from regression = 0.324439
S.D. from regression = 0.569596
Correlation coefficient = 0.999162
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- WORKING CURVE FOR Cr Particulates

FILE NAME = CRCOR
3t /+

M. Cr = A*CR + B

- A = 13.206250
B = -0.661659
9 5 19 15 2 25 39 35 48
Variance from regression = 0.631903
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() € « « Cr K«l 2 X-Rays  « « «
Cr K«l 2 X-Rays «« « 0 ««

() « « « CrXti2XRays « « «
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9.621

) 100 )

Blank

10
20
40
60
100

511 «

¢ K«l..
X-Rays (1)

(

10105
13008
17980
23700
36406
59190
90368
116672
146847

Cu K«l 2 X-Rays

Qu *«l..
X-Rays

2)

0.174136
0.224161
0.309848
0.408424
0.627386
1.00

1.557320
2.010620
2.530640

(

(

0.9

60

10935
12164
12064
11489
10437
10989
12097
12684
11586

20

Qu *«l..
X-Rays

0.924070
1.069348
1.490365
2.062835
3.488145
5.386332
1.470257
9.198333
12.674540

18



WOFKING CURVE FOR -Cu Particulates

2.5} FILE HAME = U /f-'-
e /
- e A= 5.304806
et _,,/“c B= -7.985346
° ot o C= 27.560422
1} K D= -4.932721
- _//I
Bl A S Ng.Cu = A*CR3 + B*CR2 +
3¢ C*CR + D
! 0 19 20 39 49 Ni7j 31 i) 20 98 100
Variance from regression = 0.466440
S.D.  from regression = 0.682964
Correlation coefficient = 0.999776
1% WORKING CURVE FOR Cu Particulates
| FILE HAME = CUCUR
12t . //T
18+
U | A= -0.026045
e 8t B= 1.019034
S C= -0.923565
6t D= 1.303430
L y =
4 i ) )
L Ng. Cu = A*CR'3 + B*CR2 +
24‘( C*CR + D
T et et e S S
g 19 20 39 4R 59 £9 7 €9 99 100
Variance from regression = 1.158552
S.D.  from regression = 1.076360
Correlation coefficient = 0.999444
(2)
5.26 ! « S «
Qu K«lZ X-Rays « a Cu Kal 2 X-Rays
() A« a CuKedj 2 X-Rays  «
Cu Ktl 2 X-Rays ; 20

(a) a « a (QuKai 2 X-Rays «
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5.27

vy PR O Parcieulates
[
1t
8t
i
O ‘6 i
4| // Ag.Cu = A*CR + B
2t A= 24.130919
L B = -4.535693
L I T - B i e fo dieiyres o NN
9 2 B 6 8 i T AR ARG R N
Variance from regressicn = 0.126906
S.D. re?'ressmn = 0.356239
Correlat|on coefficient = 0998647
6 - WORKING CURVE FOR Cu Partlculats
FILE HAME = CUCOR
L A"
5t <l
A /
5 =1
3t S
= S Mg.Cu = A*CR + B
/./ X
2t //w"
. //4’ A= 4.317260
1Lt B = -3.876602
| : Ay o el o 5
9 2 4 5 8 19 TN T SOy T
Variance from regression = 0.343799
from regression = 0.586343
Lorrelaﬂon coefricient = 09934
« Il a 5.26 «
33 I3 N0-20 «
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Blank
10
20
30
50

100

200

300

5.12

X-Rays (1)

(

Kel.2

100

20
311
552
157
911

2983
4744
6057

«3a

Kall, X-Rays
L
Ket.2 |
X-Rays 0.9
(2) (
60
0.004457 10935
0.082167 12700
0.122072 12439
0.167718 12121
0.201691 11773
0.660119 12921
1.00 14691
1.34050 12858

200

§ K«l.2
X-Rays

0.001842
0.029234
0.044343
0.062522
0.077409
0.230845
0.322948
0.471072

81



UORKING CURVE FOR S Particulates

_ FILE HAME = FILS / +
1.2} /
f g
= ///
- .8
_ci : ¥ /
: i Ng.S = A*R + B
AL
: J,/ A = 214.211023
2 B= -7.075266
0_;—+’ By Sl PR B T
() 8 1680 158 268 258 368
Variance from regression = 232.346012
S.D. _from regression = 15.242900
Correlation coefficient = 0.988443
6+ WORKING CLRVE FOR S Particulates
FILE HAME = FILSCOR
St
4 /
=
O .3 S
A . = e
2 / M.S = A*R + B
il T ' A = 629.409177
| M/ﬂr B= -8.825338
oL AW
8 50 188 158 209 259 380
Variance from regression = 209.392120
S.D. from regression = 14.470400
Correlation coefficien = (0.939591
5.28 , » « «
Kat 2 X-Rays » « Kal 2 X-Rays
() « 8§ K12 X-Rays « «
K«l 2 X-Rays » » 200 »

() Kal2 X-Rays »

82
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5.2.2
4.1
i WX 3
513

5.13
WOX (JEOL JSX-60PA)

T LLD
(counts/sec) ((counts/sec)/l g) (sec) (ug/9.621 cm2)

Pb 156.0112 7.9318 400 0.22
Mh 79.3467 11,9136 200 0.15
Br 137.2250 21.4285 120 0.14
Ni 119/1250 23.1165 200 0.09
n 96.9333 22.2512 160 0.10
Fe 111.8750 11.6433 160 0.20
Ti 18.9333 4.1305 200 0.21
Cr 60.5594 9.8642 160 0.18
Q 119.7350 24,5281 200 0.09

5.4100 0.2215 200 2.10

5.3 ?

J
(Standard Reference Materials) 3 National Institute
of Standards and Technology (NIST) !
5.14
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5.14 ! ;
: T )

NIST 1633 NIST 2684 NIST 2682
(0.023 ) 0,012 ) (0.0174 )

Pb(l) 154 28 18 (2 () () @ () ()
16.2] €393

Mo 381 40 29 040 10 () 045 07 ()

Br (2 08 (.) 012 08 (.) 006 06 (.)

Ni271 62 30 (2 37 12 (2 30 14

Zn 469 56 41 123 13 09 015 13 11

Fe 20022 27226 17807 2676 529 307 418 469 318
4) @

Ti 1704 1432 1832 669 141 86 87 98 69

(3)
417 40 41 019 () () 026 () (.)
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) 514 ( 9

( )
NIST 1633a NIST 2684 NIST 2682
0013 ) (0.012 ) (0.074 )
%
3) 3)

Q 251 34 26 @ 12 () @ 10 ()
383 459 401 3345 3803 3307 8L78 1440 1119

3)

: (1) 33.95 (Pb Letj 2) As Kl
34.00 NIST 1633a 3.09 ) K
[ ] ! As Kal
(2)
(3) NIST 2682
NIST 2684 )
()
(4) (
) 0-100 )
()



54

54.1

5.15

21-22
(20.15-20.15
29-30
(18.25-18.25
6.7
(18.25-18.25
13-14
(11.55-11.55
14-15
(13.00-01.00
% %
(07.30-19.35

. 3

«

)

. A

)

.3

)

¥

)

. A

)

)

0.0545

0.0596

0.0607

0.0667

0.0278

0.0381

»

5.15

86



10

11

13

24-25
(20.00 -
2526
(13,35 -

(0155 -
12
(14.10 -
78 .
(12.20 -

(02.40 -
89
(15.15 -

5.15 ( 3)

YU
1205 )

03.00 )

1330 )

0200 )

01.00 )

1420 )

0345 )

0.0401

0.0105

0.0284

0.0561

0.0121

0.0334

0.0112



5.16

5.16

14
15
16
17
18
19
20
21

5.4.2

5.33

0.23321
0.11453
0.12979
0.18209
0.08800
0.11732
0.12524
0.08759

22
23
24
25
26
21
28
55

0.10261
0.05359
0.03590
0.08938
0.05960
0.09212
0.02046
0.07075

5.32
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Target :Rh ( 37.5 kV 40 mA )
Crystal : LiF(200)

Full scale : 400 cps
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Full scale
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Filter No. 2 .
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92

8K FS: B

20 EV/CHAN, LIVE TIME = 1000 SECS

CHAN

«es18T J..AN
0 =~ 20 KEV -

BPECTRUM LENGTH = 1024

FILTER NO. 14

Si Ka

scale factor 1 x 4

i

K Ka
Ca Xa

Al K«
S Ka

scattered peak

l

ITITHIIIIIHPHITHII]IIHIIlllllllll]”rr[lllll_llllll[l IllHlIIrlllllllTnl]'llTlTlllllﬂlr[]”Tl
, 5 10 15 :

20 keV
n)

il!lll!l'll |l|ll|l||I|Illllllll'IlIlllIlllllllllllllllllllJlLlllllllllllllIlllllllllllllllllllllll

« 4K FB1 B

20 EV/CHAN, LIVE TIME = 1000 SECH

«ANAL
0 = Z0 KEV

«e18T,...
BPECTRUM LENGTH = 1024 CHAN

FILTER NO.23,

Si Ka .i
%

S Xa
Fe Ke

Al Ka

« e« 18T, .ANA
20 EV/CHAN, LIVE TIME
SPECTRUM LENGTH = 1024 CHAN

FILTER NO. 55

lllllllll”lllllllllllIIIIHIIHIIIIHITWIIIHlllIlIll;TI[IIIIIIIllllllllTlIllllll]Ull]lIll|llHll

0 5 10 15 , 20 keV

0 - 20 KEV

)

lllllllll lll Illlllllllllllllllll'lllIllll!JLllllllllllllLll]lllllllll!llIIIllllllLllllllllll[llll'

o B!
0 :
. scale fasctor 1 x 2
E :
k] 2
§ o scattered peak
G 9 '
t
S b
tva
D W
= scattered
peak
IlllﬂlllilllllrllllllllllHIIlllllf”]lITlllllllIllllllllllllIIIIlIIHIIIITII‘[TIlllllll[‘lﬂllllll‘l
0 5 10 15 20 keV

(a)

1 532 a la a a a "3 d3 a
« « « a EDX
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5.4.3

5.4.3.1
\ADX 1
! 5.17 5.18

5.4.3.2

! EDX
LINK  QUANTEMIFLS LINK ANALYTICAL

! (Transmission Electron Microscope?
(thin film) '
background (

background 50 5.8 keV)

NIST 1633a '

5.19 5.19
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5.17

Ph

1959
(2141)
1756
(1824)
1369
(1513)
1488
(1609)
1572
(1753)
1946
(2162)
2156
(2387)
1575
(1674)

202
(83)
276

(159)
254

(191)
263

(192)
370

(182)
178

(164)
170

(180)
208

(237)

« a

731
(574)
665
(549)
528
(384)
508
(386)
79
(413)
688
(431)
702
(523)
724
(329)

81
(434)
162
(332)

(316)
78
(301)

(538)

(429)
8
(519)
183
(487)

» d

«

2550 1.6
(3255) (1.53)
1650 2.02
(1995) (1.72)
1627 1.90
(2114) (1.82)
248 2,05
(3079) (1.86)
1537 1.98
(2024) (1.79)
1690 1.80
(2224) (1.67)
8466 1.77
(10468) (1.70)
1977 1.89
(2409) (1.57)

95

»

1304 1813 3.09
(1630) (2157) (3.91)
1468 1286 231
(1612) (1380) (2.74)
1468 1559  3.62
(1690) (1886) (4.62)
1 88 199
(1602) (1704) (2.49)
1543 1423 2.59
(1879) (2411) (3.27)
1653 1618 273
(1956) (1572) (3.50)
1380 1727 3.36
(1653) (2186) (4.33)
1704 076 3.26
(1952) (3373) (3.85)



tHU

©

10

11

12

13

Pb

3669
(3821)
1894
(1911)
2850
(3167)
1493
(1629)
1481
(1497)

237

1274

(227) (1182)

576
(696)
286
(316)
154
(147)
o

(1)

503
(379)
1225
(779)

666
(401)

973
(448)

96

5.17 ( a)

12 370 151 164 2724 538
(444) (4591) (1.34) (1471) (2930) (6.50)
160 3686 225 1B 1106 4.6
(200) (4255) (1.86) (L464) (1144) (4.77)

645 153 2010 1673 3.64
(933) (3498) (1.42) (2747) (2562) (4.69)
335 158 1483 1506 4.2
(357) (4206) (L.45) (1732) (1889) (5.25)
47 289 177 17% 1985 411
(374) (3133) (L.17) (1964) (1662) (4.30)



14

15

16

17

18

19

2A

5.18

Pb

160
(168)
183
(229)
23
(270)
132
(158)
282
(331)
442
(418)
216
(242)
525
(529

510
(518)
787
(769)
564
(639)
512
(526)
660
(554)
476
(360)
809
(680)
703
(631)

Br

164
(63)
210
(63)
151

(142)
159
(65)
372
(73)
316
()
405
(50)
389

(137)

2% 188
(232) (1.70)
130 221
(141) (2.05)

g 211
(109) (2.16)

60 180
(67) (1.68)
19 2.24
(119) (1.94)
%53 202
(228) (1.67)
26 198
(190) (1.56)
23 237
(274) (2.13)

2806
(2243)
2575
(2210)
2710
(2477)
231
(1877)
2843
(2374)
2090
(1688)
2472
(1879)
2042
(2114)

97

08 1.00
(463) (0.94)
260 188
(93) (1.83)
16 156
(114) (1.68)
157 116
(55) (1.13)
586 2.22
(209) (2.03)
503 2.21
(201) (1.95)
() 164
(.} (1.35)
19 3.23
(132) (3.08)



23

24

2

2%

21

28

55

Pb

24
(288)
286
(405)
919
(969)
278
(319)
414
(478)
3%
(424)
1901
(1926)
588
(626)

M

476
(432)
659
(377)
1081
(616)
798
(548)
720
(394)
694
(670)
1305
(498)
625
(598)

1716

()
392

()

518 ( 4)

206
(156)
700

166 1.59
(182) (1.49)
19% 188
(181) (1.50)
B4 425
(334) (3.35)
170 257
(128) (1.89)
16 281
(92) (2.12)
74 207
(194) (2.12)
BT 417
(337) (3.21)
3B 252
(389) (2.49)

3296
(2841)
2672
(2325)
5479
(4462)
3004
(2281)
3560
(2784)
2058
(2014)
4443
(4213)
2131
(2045)

9

853 186
(582) (1.84)
54 3.24
() (281)
905 502
() (4.22)
57 163
() (1.23)
880 247
() (1.94)
A 199
(65) (1.95)
1779 7.49
(.) (6.36)
502 254
(358) (2.63)



5.19

a

QUANTEH/FLS

3

Al
1 6.26
2 117
3 6.78
4 6.25
5 5.71
6 6.62
T 6.50

6.12
9 591
10 5.89
11 7.36
12 5.66
13 5.97

Si

22.64
24.14
22.40
24.03
21.80
22.96
21.43
22.12
20.59
2181
20.64
20.65
21.38

2.08
197
1.67
1.75
177
1.68
1.87
1.94
1.90
1.46
1.62
1.78
1.86

9.97
8.43
8.16
10.37
13.12
10.01
10.27
10.92
8.97
10.17
10.40
11.76
11.73

LINK

9



5.20

14
15
16
17
18
19
20
il

23
24
2
2
21

55

EM

Al

5.98
6.69
173
1.19
8.24
o
5.91
7.60
6.45
1.13
7.40
1.83
9.03
6.86
.18
8.89

Si

36.26
33.86
32.96
33.77
32.51
29.80
34.62
30.87
35.24
32.35
29.47
33.33
31.84
32.44
26.20
29.38

2.06
3.32
2.89
2.95
3.61
3.02
2.11
3.09
2.31
3.16
2.56
2.44
3.22
2.62
3.24
3.01

2.30
2.00
2.53
3.04
141
2.93
3.81
3.19
1.50
1.81
2.21
317
1.85
4.28
317
4.27

100



5.5

—_—
[
~——

© O N oo A~ W N -

K B 5

5.21

2230
1864
1445
1707
2176
2436
1737
3898
2020
3458
1710

210
317
288
241
193
182
293
261
581
316
148

74.6
97.2
28.7
59.2
2.5
81.1
160
83.3
168
58.8
37.5

3451
2164
2347
2979
2296
10764
2481
5188
4315
3881
4412

i
2.01
191
2.09
1.62
1.79
1.83
1.59
2.38
2.44
1.56

2251
1367
1919
1728
1555
2251
3493
2903
1153

521

62.8
472
57.5
57.6
55.1
51.1
60.7
68.2
83.8

2191 143

1945

54.1

40.3
26.0
354
34.7
23.2
51.1
33.0
42.3
177
33.6
56.9

101

5.9
2.9
6.7
3.4
5.8
1.9
6.9
6.8
8.4
14.0
6.9



14
15
17
18
19
23
24
2
28

145
171
127
290
446
308
1003
283
1799
620

521
906
580
742
545
128
1201
866
1486
19

Ni

116
177
160
340
298
128
1217
521
1838
355

5 13, 16, 20, 21, 22, 26, 2

‘Fe)

521 ()

245
176
139
210
258
368
416
234
670
355

1.66
2.09
1.72
2.46
1.72
1.78
S
1.99
4.66
2.60

473
106
5
233
216
2219
4563
2207

21.9
35.8
39.5
64.8
97.2
67.2
78.0
55.9

181 127

411

48.0

25.1
22.1
214
29.5
315
22.4
41.8
414
92.9
58.0

102

1.7
2.6
2.1
4.5
51
1.5
16.7
4.5
19.6
5.6
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5.6

5.6.1 3 |

EDX 5.22
' 5.34
5.6.2 !
! a
XFFIFLS (X-ray Fluorescence
analysis with Fundamental parameters /Filtered Least Squares spectrum
processing) EDX LINK EDXRF XR-200

852 , Vo )
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5.23

co ~N o o1 B LW DD -

5.22

Si
Si
Si
Si
Si
Si
Si
Si

3

Al
Al
Al
Al
Al
Al
Al
Al

< X X" XN X X X =
T TR CAN TAN T T S

5

«

i

«

Ti
Ti
Ti
Ti
Ti
Ti
Ti
Ti

3 3

Bif

Fe
Fe
Fe
Fe
Fe

Lo

(¥C)

ih

S 5SS 5 5 5 5 5 5
P o o e e e e
38 EESE

—_
—
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«

VAl

lr ¥

V|
V|
V|
V|
V|
V|

Sr
Sr
Pb

Sr
Sr

«
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5.23 aa a

392 244 1000 718 106 237 1215 236
SOE 9107 9254 6890 8554 9491 0448 6911 8734
K0 088 089 324 359 022 064 316 126
O 022 033 016 009 041 017 215 109
Ti02 028 022 06l 032 008 021 043 01
MO2 009 005 037 005 002 005 007 002
o3 131 077 568 105 083 061 505 070
0 0028 0032 0033 0028 0030 0028 002 0.023
202 005 0113 0106 0069 0086 0.15 0047 0,024

O3 - - 0.24 - - - 0.19
Pb - - - - 0008 - 0.017
St - - 0.008 0.005 - - 0.010  0.005

.0, 191 234 848 174 203 099 664 319
(1)

(1) Loss Ol Ignition !
950
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5.6.3

Mintf 38
7 (X-Ray Diffraction) «
) « JCPDS-International
Centre for Diffraction Data (JCPDS = Joint Committee on Powder
Diffraction Standards) «
1 2 )
5.24
5.24

«

t 8 JCPDS 331161  Quartz, Low (SIOE)
JCPDS 50490  Quartz, Low (SIiOE)
JCPDS 200452  Gismondine (CaAl2 SiED0. 4HeQ)
JCPDS 250618  Sanidine, High (K Al Si300)
JCPDS 310966  Orthoclase (K Al Si300)
JCPDS 25068  Microcline (K Al si304)



5.7 nil

5.38

tf

(electron beam)

5.39 5.40

5.47 5.48

5.45
5.41
5.49

(Au)

25

5.50

5.35

5.46
5.42

5.36

tf

5.43
5.51

108

5.37

5.44

5.41
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5.40 A B C
3 3 5.42 5.43 5.44
A
C ' A A
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