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ICP-AES
Liberty Series -YA

*

Inductively Coupled Plasma Atomic Emission Spectrometry

Yoshiko Murakami®

ICP-AES

SPS1200VR 1997 10000
ICP- 6000 8000
AES Liberty Series -YA
1998
Cetac U-5000AT ICP
ICP-AES
ICP-AES
ICP-AES

ICP-AES

ICP-AES
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Liberty Series -YA

RF
SPS1200VR
Liberty Series -YA 1
3 RF
Fig.3
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1 2 ICP-AES
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ICP-AES
ICP-AES
SPS 1200 VR Liberty Series -YA
Seiko Varian
27.12MHz 40.68MHz
0.007nm 0.006nm
160nm 180nm
MS-DOS Windows95
/h /h




ICP

Liberty Series -YA
1 1m?
SPS1200VR 2m?
USN 5
50um

USN um

140
50cm

10
USN

4 0.006nm

11
Liberty Series -YA
195nm

180Nnm

SPS1200VR

160nm
Liberty Series -YA 1

Windows95
Plasma96

ICP-AES

Plasma96
ASCII
PRN Plasam96
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ICP-AES

12ppb 11x 10 mol/

30ppb
6 125ppm 0.125ppm

ICP-AES

228.812nm

0.01nm
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Instrument for Determining Solution Structures of Biopolymers

Kouto Migita”
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(G) Discover A
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+o -t
(H) Affinity
1/2
NMR
() CFF
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H,O0 D{E&

N

ppmn1n 10 9 8 7 6 5 4 3 2 1 0 A

2mmol 90

(A) DEPT (distortionless enhancement by

polarization transfer)

45 90 135
3C NMR

(B) COSY (correlation spectroscopy)

NMR
NMR

(C) TOCSY (total correlation spectroscopy,
homonuclear-Hartman-Hahn)

DQF-COSY

(D) DQF-COSY (double quantum filtered-
COsY)
COSsY 90

COSY

7 DQF-COSY

DQF-COSY 12

o L il

0

(E) NOESY (nuclear Overhauser enhance-

ment and exchange spectroscopy)



NOESY

(F) ROESY (rotating frame Overhauser
effect spectroscopy)
NOSEY 1000
2000

(G) HMQC (heteronuclear multiple qguantum
coherence)

13 1

(H) HMBC (heteronuclear multiple bond
coherence)

13 1
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Separation of platinum group metals by using a surfactant
extraction method

Xiao Tian Luo’, Yoshiko Murakami®, Shoji Tagashira® and Yoshiaki Sasaki”

1 SDS
90wt% Ru
Rh Pd Os Ir Pt
12
23
1998 4 JISKO0101
JISK 0102
1
SDS
SDBS
Krafft
2
SDS (1
80wt% SDS (K2[PtCl4]) ( )
(1) (PdCL) (1) (RuCls xH-0)

Faculty of Science
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EERRIZH W HBRhTO  FRRESAE DMK w55

HEktHkE  FIELEED RRAEEC 12)

K> [PHICl4] [PtCl4]2- [PH2NCSNHp)4J2+ 13) [, 11, 11, IV, VI

PdlICl, [PdCl4]2- [PA(HoNCSNH)4]2+ 149 1L IV

RulllCl; [RuCls]2- [Ru(HNCSNHp)]2+ 15 II, 1L 1V, V, VI,
[Ru(HNCSNHy)3] 15 VII, VIII

RhI(NO3);  [RhClg]3- ILILIIL IV, V, VI

Nap[IrIVClg]  [IrClg)?- 1,11, 111, 1V, VI

OsllICl3 [OsClg]3- [Os(HaNCSNH)63+ 16 11 111, IV, VI, VIII

(1) (Rh(NOs)s)
(V) (Na:[IrClq])
(1) (OsCls 3H:0) ( )
(1) (YCls 6H:0) (Merck

tu
H:NCSNH:) (
1M
SDBS
10 Wt %
SDBS Krafft 315 2
1.2x 10°M (60 )*
SEIKO SPS 1200
VR
(1) SDBS

HIMAC SCTS5B

HIMAC CF7D2

10ml

Ru Rh Ir
SDBS
10ml
4000rpm SDBS
SDBS
10ml
SDBS 4500
rom 10
ICP-AES
ml 0.04mg/ml
ml
M ml 10ml
ICP-AES



ICP-AES

Pt
Pd
Ru
Rh

Os

Fe

27.12MHz
1.32kwW
0.51/min
0.6l/min
161/min

3600 /mm
0.22 nm/mm
m

1800 /mm
1.1nm/mm
50cm

6.0mm
1.0

265.945nm
324.270nm
240.272nm
343.489nm
212.681nm
225584nm
371.030nm
259.940nm

0.01M

SDBS
5x 10 M

Pt
2wt%SDBS

SDBS 0

SDBS
SDBS

SDBS
2wWt%

0.01M

20%

KE~DRHFE, %
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120
100 [ A
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ﬁ . 0 R s
80 |- [ =L "2
B O
(@]
60 | ©
ol
- O Pt(m)
20 m Pd(I)
3 A Ru(m)
oy
-4 -3 -2 -1 0
log [tul/M
Pt(ll) Pd(Il) Ru
(1)
[Metalion]=5x 10M [HCI]=0.01M
[SDBS] =2wt%.
120
100 F & 00
) a8 . .. _-ﬂ
8o | 4
an L
ﬁ 6o |
m -
? !
40 [
E [
L ] Rh ()
2 |- " Ir (V)
L A 0s(I)
0‘..:;‘.:;.!..--]..-.
-4 -3 -2 -1 0
log [tul/M
Rh (I11) 1r(1V) Os
(1)
[Metalion]=5x 10M [HCI]=0.01M
[SDBS] =2wt%.
Pt (1) x 100 M SDBS

100 10
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0.01M
wit%
(1 0.07M
wi%
W% (1)
wit%
SDBS 0.05 my o
wit% wi%
SDBS
(I
SDBS Rh (111) (d°
SDBS
SDBS 60 10
D) SDBS
0.05M
Pt (1) x 100 M
120
0.01M
100 | « o * i
[ P S (V)
i * O
80 B AAAA‘
" [ ad - 10
c 60 [
¥ [ ° oo 40%
B ot o 60 70%
3 A [tu] = 0.001M, [Na,50,] = 4%
- a [tu]l = 0.001M, [NAZSO‘] = 5%
20 3 O [tu] = 0.002M, [Na,80,] = 4% (1)
: * [tu] = 0.002M, [Na,50,] = 5%
0
0 002 004 006 008 01 012 20
[HC1],., 7 W
10%
(1
[Pt(IN]=5x 10°M [HCI] =0.01M

[SDBS] =2wt%.

0.01M
wit%

SDBS

26

SDBS
60 10
70%

Ru (I11)
)

40%

Rh (1)

0.02M

d5

60

30%

30
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0.01M
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120 1
x 100 M SDBS : e
100 |- W Rh(m)
wit% [ ‘ & e} tr (V)
K & Pt(H)
80 |- e Pd(I)
[ A 0s(H)
60 |
*_ L
w : 4 &
g a0 | 2 1 i
Pt Pd Os [ N
20 |
Ru Rh  0.05M i
oL
0.1M : 8§ g
-20 i bt o 0 | B T I T A
Pt (I1) Pd (1) -3 2 -1 0
Ru (111) (50 %) Rh (1) log [HCI11/M
Os (111) (20 %)
Ir (IV) [Metalion]=5x 10°M
[tu]=0.01M (Pt Pd 0Os),0.05M (Ru Rh) 0.1 M
(Ir)
x 10 M Pt [SDBS] =2wt% [Na:SQ]=5wt%

(1
A =} Pt(l) DEINE HEFEREETE
(%) DI E (%)
5.0% 10-5 M Py(II) 50X 10-5MPd(Il) 91.6 115.4
1.0X104MPd(Il) 89.9 108.2
1.5X 104 MPdIl)  9l1.1 101.3
20X 104 MPd(Il)  80.1 98.8
5.0X 10-5 M Py(1l) 54X10-5MIr(IV) 853, 86.5 51, -44
1.8X 104 MIr(IV) 883, 898 0.2, 06
5.0X 10-5 M Py(l) 53X 10-SMRh(Il) 9l.1, 876 359, 324
86.7*, 90.0* 6.1*, 73*
1.1 X104 MRh(Il) 91.3 20.5
86.0%, 883* 11.2*% 12.9*
5.0X 10-5 M Pi(1l) 53X 10-5MRu(lll) 86.5%, 84.8*; 12.1*, 14.8%,
81.6*, 85.6* 11.1%, 9.2*
1.1X 104 MRu(lll) 82.4* 84.9*% 8.4*%, 9.6%
83.1* 8.5*

SDBS

Na2S04 2
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(1

Pt (1)
Pd (11)
(V)
Ir (IV) 90%
(1) Rh(ll) 30 40%
Pt (I1)
SDBS
SDBS
10%
90%
(1)
Ru (1)
10% 90%
Ru Rh Pd Os Ir Pt
SDBS
SDBS
Pt (1) Pd (1)
Ru (1) Rh (1) Os(lll) 30 50%
Ir (1V)
Pt (I1)

Ir (IV) Rh(lll) Ru (111)

Pd (I1)
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Major and trace element analyses of rock samples
by X-ray fluorescence spectrometry

Toru Yamasaki’, Masaaki Owada”, Teruyoshi Imaoka“and Keiichi Shiraki*

X
X RIX3000
)).
1 5
Ba Cr Nb Ni Rb Sr
V Y Zn Zr

15 JB-la JB-2 JB-
3 JA-1 JA-2 JA-3 JG-la JG-2 JG-3
JR-1 JR-2 JGb-1 JP-1 JF-1 JF-2

Si02 AlLOs Fe:0s" CaO SiO:
3
15
SiO:
JGb-1 SiO:

Faculty of Science

Fe:20s
JGb-1 Fe:0s Al203
CaO SiO: JP-
1 Al:0s
CaCO3)
CO: CO:
(2)
X
Merk
(Li-B:O~. Lot No. 5699)
110 12
1 5
LOI
LOI
1.045
1.0mm
10
129
900 2
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LOI
1.0g
1.045 Nb-Ka /
LiNO3
Lil 1

NT-2100
Wi=Wi(1+ 2 ;AiW;) +2 ;BiW;
Wi ()
800 120 1200 150 W (i)
1200 200 Wi ()]
Ai. (M) @
Bi: (i) (i)
Rh/W
X
Rh W ) BaLa TiK
Rh/W a ) ZrKa SrKp3 ) NbKa
X 1 Y KB
50kV-50mA
Rh w
Element Line Angle(26) Target Filter Crystal Detector Collimator PHA Counting time(s)
peak BG1 BG2 peak BG
Si Ka 109.000 106.250 111.500 Rh - PET PC Coarse 125-300 40 20
Ti Ka 86.120 85.220 86.840 Rh - LiF(200) SC Coarse 100-300 40 20
Al Ka 144.700 141.000 147.000 Rh - PET PC Coarse 100-300 40 20
Fe Ka 57.500 56.800 58.180 Rh - LiF(200) SC Coarse 100-300 40 10
Mn Ka 62.960 62.120 63.620 Rh - LiF(200) SC Coarse 100-300 40 20
Mg Ka 45.250 42.850 47.250 Rh - TAP PC Coarse 100-300 100 40
Ca Ko 113.060 111.440 114.340 Rh - LiF(200) SC Coarse 100-300 40 20
Na Ka 55.150 52.650 57.200 Rh - TAP PC Coarse 100-300 100 40
K Ka 50.650 48.600 51.900 Rh - PET PC Coarse 100-300 40 20
P Ka 141.050 138.650 143.600 Rh - Ge PC Coarse 150-300 40 20
Ba La 87.115 85.120 88.290 w - LiF(200) SC Coarse 100-300 100 50
Cr Ka 69.285 68.600 69.980 w -~ LiF(200) SC Coarse 100-300 100 50
Nb Ka 21.400 21.600 - Rh - LiF(200) SC Fine 100-300 200 100
Ni Ka 48.645 47.700 49.650 Rh - LiF(200) SC Coarse 100-300 200 100
Rb Ke 26.600 25.980 26.995 Rh - LiF(200) SC Fine 100-300 100 50
Sr Ka 25.135 24.820 25.710 Rh - LiF(200) SC Fine 100-300 100 50
A% Ka 76.905 76.000 78.200 w - LiF(200) SC Fine 100-300 100 50
Y Ka 23.760 23.300 24.200 Rh - LiF(200) SC Fine 100-300 200 60
Zn Ka 41.760 41.000 42.270 Rh - LiF(200) SC Coarse 100-300 100 50
Zr Ka 22.480 22.220 22.940 Rh - LiF(200) SC Fine 100-300 100 50
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1
2
X=Al'+Bi+C
X:
I X 50ppm
A B C:
ACC A B C
1 2
15 JB-1a
10 4
Ni
X
Rh/Cr X Ni
X R1X3000
Cr Cu Ni Zn X
Rh/W
X Cr X
X
W Cu
Ni  Zn X

Major elements

Trace elements

Blank
ZnKa
NiKa

Fe

50ppm

20

Element Calibration range(wt%) Element Calibration range(ppm)

SiO2
TiO2
Al20O3
Fe203*
MnO
MgO
Cao
Naz20
K20
P20s5

90.21~21.99 Ba
1.61~0.00 Cr
30.49~0.678 Nb

30.09~0.076 Ni
0.22~0.00 Rb
46.21~0.00 Sr
19.98~0.50 v
4.07~0.01 Y
10.05~0.00 Zn
0.29~0.00 Zr

1760~33
2796.6~0.7
32.1~0.3
2285.5~1.5
308.5~1.2
442~4
651~2
89~2
106.4~6.1
150~4

Fe

60
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JA-1 r.v. JA-2 r.v. JA-3 r.v. JB2 r.v. JB-3 r.v. JG-la r.v.
Si02 64.41 64.55 57.71 57.80 62.33 6246 52.96 52.96 50.77 51.11 67.25 67.33
TiO2 086 08 068 067 070 070 118 1.19 143 142 0.01 0.02
Al203 15.32 15.29 15.76 15.70 15.57 15.75 14.56 14.59 17.13 17.17 18.23 18.11
Fe2O3* 7.12 7.12 6.35 6.36 6.61 6.57 14.17 14.15 11.78 11.76 0.08 0.08
MnO 0.16 0.16 0.11 011 0.10 0.10 0.22 0.22 0.18 0.18 0.00 0.00
MgO 1.58 155 777 783 372 365 459 462 517 520 0.01 0.00
CaO 574 576 6.43 640 6.25 6.29 977 975 975 9,70 094 091
Naz20 387 384 318 320 319 316 203 202 272 279 340 3.3
K20 078 080 18 18 141 138 042 040 0.78 0.78 10.07 10.05
P205 0.17 0.17 015 0.14 012 011 010 0.10 0.29 029 0.01 0.02
Ba(ppm) 311 333 321 347 323 318 222 239 245 269 1750 1760
Cr 146 14.3 4360 431.3 66.2 59.3 281 268 58.1 514 5.5 8.5
Nb 15.2 15.0 9.5 8.4 3.4 34 1.6 0.3 25 220 0.7 49
Ni 7.0 6.8 1300 121.3 322 30.1 16.6 200 36.2 31.3 14 2.8
Rb 123 134 729 749 36.7 35.1 7.4 7.3 151 13.5 266.0 267.5
Sr 261 259 248 251 287 282 178 182 403 403 172 175
v 107 116 126 129 169 162 575 563 372 375 5 2
Y 31 27 18 18 21 17 25 27 27 26 3 2
Zn 91.0 915 647 625 67.7 687 108.0 10.2 100.0 103.2 44 6.1
Zr 89 93 116 119 118 113 51 51 98 95 39 36

JG-2 r.v. JG-3 r.v. JGb-1 r.v. JP-1 rv. JR1 r.v. JR2 r.v.
SiO2 77.36 77.22 67.83 67.63 43.99 44.07 43.82 43.81 76.51 76.52 76.96 76.86
TiO2 004 004 048 048 161 161 001 0.01 0.11 0.1 007 0.06
Al203 12,56 1254 15.60 15.54 17.62 1746 0.68 0.68 13.01 13.06 12.93 12.87
Fe203* 098 0.95 3.72 3.72 15.17 15.19 865 863 090 093 0.78 0.78
MnO 002 002 007 007 019 019 013 013 010 0.10 011 o0.11
MgO 004 005 18 181 791 7.93 46.12 46.21 0.12 0.13 0.04 0.06
CaO 070 0.67 3.72 3.65 11.99 11.92 0,57 057 0.68 0.71 051 0.50
Naz0 356 357 399 405 121 121 0.02 002 408 403 406 4.07
K20 474 478 266 271 024 023 000 001 447 458 452 466
P205 000 0.02 012 012 006 0.06 000 0.00 0.02 002 0.01 0.02
Ba(ppm) 81 70 466 449 64 101 20 33 50 39 40 36
Cr 6.4 40 224 240 57.8 59.8 2807.0 2796.6 2.8 1.8 3.1 0.7
Nb 147 173 5.9 9.4 3.3 321 1.5 207 152 154 18.7 17.2
Ni 44 126 143 14.7 254 24.6 2460.0 2285.5 1.7 1.5 20 153
Rb 301.0 301.1 67.3 70.7 6.9 9.0 0.8 1.2 257.0 256.9 303.0 308.5
Sr 18 16 379 384 327 328 3 4 29 31 8 5
v 4 7 70 68 635 651 28 34 7 6 3 4
Y 87 89 17 15 10 13 2 2 45 41 51 51
Zn 13.6 16.0 46.5 46.5 1090 1064 41.8 426 30.6 30.0 278 26.7
Zr 98 100 144 150 33 33 6 4 100 97 96 95

r. v. :Recommended values



JB-1la

1 2 3 4 5 6 7 8 9 10 Average Tr.V.
Si02 52.71 52.99 52.93 52.90 52.83 53.02 52.94 52.93 52.72 52.71 52.87 53.01
TiO2 1.29 1.28 1.29 1.29 1.29 1.27 1.29 1.29 1.30 1.30 1.29 1.29
Al203 14.6 14.6 14.6 14.7 14.5 14.6 14.6 14.5 14.6 14.6 14.6 14.6
Fe203* 9.04 9.07 9.16 9.18 9.08 9.07 9.07 9.08 9.05 9.05 9.09 9.15
MnO 0.15 0.15 0.15 0.15 0.15 0.15 0.15 0.15 0.15 0.15 0.15 0.15
MgO 7.92 7.95 7.94 7.89 7.95 7.94 7.94 7.95 7.95 7.93 7.94 7.92
CaO 9.46 9.37 9.34 9.55 9.35 9.35 9.31 9.35 9.51 9.42 9.40 9.42
Na20 2.73 2.72 2.75 2.72 2.75 2.75 2.75 2.73 2.70 2.71 2.73 2.76
K20 1.42 1.44 1.45 1.44 1.45 1.46 1.45 1.45 1.42 1.43 1.44 1.42
P20s5 0.28 0.30 0.26 0.31 0.29 0.30 0.30 0.30 0.28 0.28 0.29 0.26

Ba(ppm) 540 507 511 503 520 512 542 517 511 544 521 504

Cr 394 402 406 398 419 411 412 409 389 384 402 392
Nb 26.1 25.3 25.1 27.6 26.9 27.1 25.6 26.6 26.9 26.1 26.3 26.9
Ni 140 118 150 139 117 117 118 117 135 138 129 139
Rb 42.0 40.2 39.5 42.0 42.0 39.7 40.3 40.4 43.1 41.6 41.1 39.2
Sr 442 440 442 444 447 443 444 443 439 442 443 442
v 210 203 197 204 205 206 204 204 211 212 206 205
Y 23.9 24.8 25.8 256.5 274 24.9 25.2 254 24.4 23.0 25.0 24.0
Zn 80.8 80.3 83.5 79.6 80.2 79.2 79.9 82.3 78.2 79.7 80.4 82.1
Zr 148 146 144 144 146 144 146 144 147 145 146 144

r. v. :Recommended values
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