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Rl SR

=z

—MEWIERMRILE A BB AEF AT (Cr). 5 (Se) #1588 (Mo) A ICP-MS {RZE N
EREDANEIMTH Agilent 7500cx ICP-MS E Agilent 7700x ICP-MS MEHXEE 1
EXRE 2 MBINER. ZHENXBABETRAERAE—1SEEX (HSERX) §
ERR Cr. Mo #1 Se B REF T, MNMAIXMEAE#RH#ITON. IHTRERS AT
NE, FERIOERPIANNGEEEEZHTSMENPH#TER, HEER
ICP-MS #H1THA, ZFERAATEALBSIFENSERERFRE, FE#H AOAC
IWEANEEFRTRE Cr. Mo M Se NEAFIE,

Al
EEMPMALETRR—MI ZERANERERAER L, AHERTERERAR
RS HI A BEFNBHER, ROIEERMN Se MEBILEHFTHMIARAM Se. Cr 1 Mo MILES
BABEZEFRM[1,2]. ERRBEEEETHEREI LI (ICP-AES) FHEER AT
EMPBEGFENRETR. Bk, KEIMBEARTHESEFEREREFEMRSIARR
(IEBEEUME Crfl Mo HUE, REUMELEERE Se INE) KEBEBEMNRGE
[3.45], MEERAEBP-FEFBRBLIE (GF-AAS), NTEEEERAERIZIIREA A
RENEXLETEMENREE.
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ZHERBTFARRILEATME Cr. Mo Se EE—EH %
(AOAC BAFE 2011.19) . SR E-AAS EFERATUER
#IR & (AOAC 986.15, 1988). fA#} (AOAC 996.17, 1997) FIR A
(XM ¥R EN 14627) H A Se. ICP-AES 7T i F4R#E AOAC
2006.03 UEREEFH Se. Cr#1 Mo, I5P GF-AAS ATATFIE
BRPETFR (EN 14082) 5 EiE#E (EN 14083; 8) JFHI Cr 0
Mo. AEIFKIFA EN FEHLAT IV #RE, BREXLR
ERFHEMARGERRRIERZERS (Codex) #A.

ICP-MS B—HHREMNZ TEATEA, BEIMIENEE

A Cr. Se 1 Mo (RIFZHMITER) MABRENREEN
WM [1,6,7]. ICP-MSEIT ng/L (FiZHZ—, ppt) &3l
MRREER ., RF—RNBEGHERL (CRC), AEBRE/

FHREEEFHSE. ERAS AT EAEETHL [8.9],

i, MEFER Cr HEBME (m/z 52) ERERBERNS
EFFH (BlinEFEREREHH *0Ar2C 71 35CI60H) BHER
WEILRE Cr. FI{ERA Se MEZERILE 78Se MHEMITNE, M
ZEMEMBTETELE YACAr EEFEMMAERTRES T
[10,11], ICP-MS H Cr. Mo #0 Se MEA T8t B R FT ARG
mnE 1 frm,

% 1.Cr. Mo #0 Se #9422 |CP-MS ZTETFiL

TR m/z  EE (%) Fi

Cr 52 83.8 HOAr12ct, STCITANTH®, 38Ar160*%,
35011601H*

Cr 53 9.5 40Ar13CH, 37C1160, SBArTN®,
38Ar”N1H+, 36AI‘170+, SGAI'1601H+,
35C|1701H+, 35C|180+, 363170+

Mo 95 15.9 9pr160*

Se 78 23.2 3BAMOAL*

Se 80 49.8 40Ar2+, 3281603+, 3282160+

Se 82 9.2 40Ar21H2+, 12035C|2+, 3481603+

XFH Agilent 7500cx ICP-MS BYZRJLE A A EFm S
Cr. Se #1 Mo WIUE AL Pacquette EARINE (2011) Hi
TTHRER, ZHEERRNEBEXRNERSSERK
CRC A%k Agilent 7700x ICP-MS #, AMXNAT ik BRIE
MEMEARER.

EERS

W2 5l

BIRARYXBEE/ R REBZRS (ORS®) CRC B Agilent
7700 ICP-MS, Z{FERBIREHRIINRL (MicroMist 3K
EOEWXE. BE Scott HENXE, HHMRE 2.5 mm FOENA
RIEE) FEO (Ni RAEHEREENE) . WE Cr. Mo #0 Se B,
ORS® S SHlE#EN TIET. Agilent ASX-520 BEhi#tHEA T
B, (EHEEMSHILE 2,

& 2. Agilent 7700x ICP-MS B{T8#

o i

RF IhZ 1600 W

BHRE 9 mm

HERE 0.9 L/min

REVES 1 ov

MESTRE 0.2 L/min

ENEERE 2°C

He it SERE 4.5 mL/min

ST/ WAR 520r/%0Ni, 8Se/130Te, 9Mo/OO0Ni

ZREBGRAKFRPERFEESR Ni, BAFERA 2Ge EAMRRE Ni.

EHEREBHER

HEmE, T ERAERBALEERTRNY AR KIEANTE
HIEWEX RBE R Z A EH#ITRIE. BARINERZEEERK
WRESH AR (NIST) 18492 BIL/BAEREHTMTES
b4 (Gaithersburg, MD),



HoabE

{£F MARS 5 (CEM Corp., Matthews, NC) i242 % S BB
MNEFEREIBERFITHE. EHREBIIRMARUEE
Rk, BXEFERAERAEANTREESRLHITHARE, #H
SREFPHITEBUDBRTESNENY, RERNRESH
%k 3,

% 3. HNO, # H,0, S HmiERHRMKETSH

28 £% 1 HNO, S8 21,0,
100% Ih & 1600 W 1600 W
B HRE R 20 min 15 min
{R¥%ET (] 20 min 15 min
BE 200 °C 180 °C

R ERHE 20 min 20 min

REREFHERARPEENREN T EREERELE
(B14% Se) HIICP-MS 155 [10,11,12], —MEitI\AH, EBFHK
hCct EEREMBETETM Se (BEFE9.75eV) [ CH (B

B 11.26eV) HEH, MNMIRST Se WEBREE [10]. BE,

BR—ESERNM MBI RARMEERTHREE —HmMMLE
fR, BlINEFAERMERPYMNRE, £45XT, #REZH
AEPHTRIEERERERMNEREE[13,14,6], FRZ 1.5/
B (B0 MERIRERDER. EXEEASERMER
TEVAT S R TE & H AR [15],

B
fEM 0. 0.8, 47020 pg/L (ppb) FRAERRELE Cr #0 Mo HIKA

M, HEH 0. 04, 27010 pg/L HRERRLH Se HIREMZ,

=MoL REHR 0995 B ES (B1ZE3).,
NYEENE, SMATINRERE (THERERR) XAL
HE) 1 ppm BEEBRHTE S, RAERHREES L HTERH.
&, EREAMEIMYNE TEMERREFIRERE, I
XA A REABRRFTHE.

520r [1]1STD:*Ni [1]
1.51 y=0.0517"x +0.0066
R= 1.0000
DL=0.01294 ppb
BEC =0.1281 ppb

tLiE

0.5

0 10.0 200
RE (ppb)

1. Cr FJBARUAS I 2R, R = 0.9995

x10-2  '*Se[1]1STD:"Te[1]
y=0.0026"x +2.8656E-004
R=1.0000

DL=0.08892 ppb

BEC =0.1096 ppb

0 5.0 10.0
KB (ppb)

Bl 2. Se KR ML, R = 0.9995

%Mo [1] ISTD:*Ni [1]
y=0.0311"x +1.3298E-004
R= 1.0000

DL = 0.002296 ppb

BEC = 0.004279 ppb

%10
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20.0
REE (ppb)
Bl 3. Mo K RIE ML, R = 0.9995
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AXEE2F, A=ZUARIWARSHE 12 RPRIFAT T E
MEBEMRERYDRER BRRETIN, TG ERA
. LESMEXRIE 1 MW E 2 HERHET TR,

RABRTHEZMAAMAR (FHIFE 12 XF) SMEHTRETT
BR#aR 10 CLC10_B HAY Cr FT{5EIRY 12 AMINELER. X
SMHAIEENRBERYRBTRRHNEEE (RSD A
0.48%-2.87%) . lt4h, BREENMMHAMERIRE (HH1

2 5ikEm 3 0 4) MBHESNT 2% RSD (FEZEK RSD /)
F7%) . FRIAZMSMARRKEH 12 MRS EEES
REMFBEZESN2 1059.36 ng/g Cr # 2.33% RSD, & 4 B7R
BX (n=4) 2K (n=12) REH Cr TURELFERE1 &
R4 %I B SE 394 (1053.00 ng/g Cr) B + 10% #0 3 (EirARE
AR, WNE 4 FR, FRE 1 ERRAZMHTARE 30 RHHK
BHEEEEA16%RSD (k4), XRE 1XHEEHYE
(1053.00 ng/g Cr) SEWE 2 FIH1E (1059.36 ng/g Cr) ZEH
0.6%.

4. AT ARDANE 12 RANSHTE HILHWETREMR 10 FH Cr IBEIRER

Cr EHISIISEIEBEES 10 (CLC10_B)
SRAR ENX HRRE (ng/g) F4#{E (ng/g) RSD (%)
1 1 1084.33 1090.81 1096.95 1092.14  1091.06 0.48
2 1048.87 1062.05 1055.25 105755  1055.93 052
3 1063.33 1053.73 1049.73 1054.43  1055.30 0.54
2 1 1082.79 1091.97 1151.06 1090.13  1103.99 2.87
2 1108.71 1096.43 1062.40 1071.40 108473 1.98
3 1070.82 1055.64 1052.06 1040.06  1054.64 1.20
4 1074.54 1073.78 1062.18 1069.69  1070.05 053
5 1037.76 1038.63 1048.23 1067.80  1048.11 13
6 1029.96 1025.96 1023.91 1036.40  1029.06 05
3 1 1060.53 1056.44 1069.93 105533  1060.56 0.63
2 1031.59 1049.70 1030.33 103250  1036.03 0.88
3 1027.68 1016.48 1022.01 102538 1022.89 0.48
IWE2EHE 12 1059.36 2.33
TWE 1 FHE 30 1053.00 16
BHRTHEZE =0.6%
12507 ¢
1150
= 1050 S,_,&,AW —o— T9{E (ng/g)
£ 950 — FHE
850 ucL
750 1 2 3 4 5 6 7 8 9 10 11 12 -

ENX

4. ZHAMARSITES LR EBERTH Cr FRNER.
(UCL = #Z#IERR; LCL = 2% FR)



5 ETHEZMAMAR (D712 XH) 247 CLC-10 Y
Se FTREIM 12 KM NELER, BRAMHNPES X BERY
RETHRHOBEZE (RSD A 0.33% - 2.53%) . ltih, BXRES
ESOMHRIMERRE (B& 1702 58S 370 4) HRBEEY
INF 5% RSD (FZREX RSD /MF 7%) . FRB=ATA RIS
12 M ERE AN EETESRETEEE DA 814.72ng/g

Se #12.95% RSD, % 5 BHETREX (n=4) MEE (n=12) %5
) Se FIKERTFERRUE 1 £RAEHIEFEHE (1053.00 ng/g
Se) B £ 10% #0 3 E4RAERENR, ME 5 TR, k5 REX
BE1ARZUSWARE 30 RARGHEZEEHN 1.8% RSD.
FRE 14 EFYE (813.80ng/gSe) SXRE 2 FH{E
(814.72 ng/g Se) ZEH 0.11%.,

5. ZIIAMARDAE 12 KNS HEHZREREER 10 A Se FIFEIRY

#ZR
Se TEHISEISEFEBEES 10 (CLC10_B)
SHAR ENX HRERE (ng/g) F#4{E (ng/g) RSD (%)
1 1 82810 82822 82261 82478  825.93 033
2 84540 84098  832.88 804.89  831.04 2.19
3 79869 79753 77117 79734  792.68 1.31
2 1 82587 83762  862.65 813.01  834.79 253
2 83492 82162  836.35 82763  830.13 0.82
3 769.73 78347 79178 78763  783.15 1.22
4 78221  767.83  759.76 768.17  769.49 1.21
5 83214 85841  806.10 82245  829.77 2.6
6 80230 82672 83572 839.35  826.02 2.0
3 1 78779 79176  786.04 79490  790.12 0.50
2 83032 85654  845.63 838.65  842.78 132
3 82172 81166  826.68 82278  820.71 0.78
FRE2FYE 12 814.72 2.95
FRE1FYE 30 813.80 178
BREEHEZE=011%
1000 Se
900 —=— F9fE (ng/g)
g SRR AR gy
g 700 ucL
600 — LCL
500 1 2 3 4 5 6 7 8 9 10 11 12

ENX

5. =M ARSTEFILEEX BERTA Se BRINER,
(UCL = #=%I EBR; LCL = #=%ITFR)



6 BRAAZMAMAR (9517 12 XH) 447 CLC10_B F
) Mo FT{3EIR 12 RIIMELR . BRATHN)MESTRE
REKETREMEZE (RSD A 0.28% - 5.44%) . Iksh, 7t
FTHREEEHR, SREZESHMNH MERKE (HH 170
2 GHEm 3 0 4) WREEEY/IT 5% RSD (FREX RSD /M
7%) . HP—1BISPRAMAR 2ESE 2 XKEH 8% RSD
(1462.98 ng/g Mo #1 1641.52 ng/g Mo) . Z—H#RRHETT

R 6 W, BT RIKGH 12 MAZEIE SR ETESR
EMBEZESHH 164151 ng/g Mo #11.94% RSD. % 6 BHE
REX (n=4) FEBE (n=12) KB Mo FIRELFERE 1
SRR I EE1E (1696.00 ng/g Mo) BI £ 10% #0 3 &R
REMA, &6 RPIKE 1 FZMHHTARTE 30 RHKBHE
HEEH 159%RSD, XHE 112% B FI9{E (1696.00 ng/g
Mo) 5EIE 2 FI9{E (1641.51 ng/g Mo) ZZEH 3.0%.

6. LA HARDAE 12 RERSEHZREXBER 10 FH Mo FIFEIMNER.

BRHERT %RSD REER

Mo T HISLIREXEREER 10 (CLC10_B)
SHAR ENX HRRE (ng/g) F{E (ng/g) RSD (%)
1 1 1628.33 1614.66 1620.39 1641.70 1626.27 0.72
2 1625.22 1621.36 1621.52 1638.34 1626.61 0.49
3 1624.45 1625.69 1622.69 1633.36 1626.55 0.29
2 1 1639.53 1644.06 1757.45 1655.59 1674.16 3.34
2 1462.98 164152 1631.97 1634.99 1592.86 5.44
3 1626.86 1635.01 1627.34 1624.31 1628.38 0.28
4 1706.91 1706.40 170452 1725.93 1710.94 0.59
5 1637.73 1640.49 1652.09 1637.21 1641.88 0.4
6 1634.95 1631.87 1627.26 1651.66 1636.44 0.6
3 1 1678.21 1679.87 1690.34 167359 1680.50 0.42
2 1626.27 1613.64 1617.34 1619.95 1619.30 0.33
3 1643.49 1630.91 1631.93 1630.47 1634.20 0.38
FRE 2 EHE 12 164151 1.94
LRE1FYE 30 1696.00 159
BETHEZE =3.0%
1850 7 Mo
1750 - —o— T34 (ng/g)
o 1650 WAWA“VAP — T8
£ 1560 | ucL
1450 | — Lot
1350 1 2 3 4 5 6 7 8 9 10 11 12

ENX

6. ZMAMARANEHLREMBERTH Mo BEIMER.

UCL = #=#I EBR; LCL = #=%I TR



EBREER

Bt MEMARARFENE Cr. Se #1 Mo MXEFFEEFR (PLOQ) fE.
BRERRHRELHARRREREFEREN—, B Cr 1 Mo
#1039 ng/mL, T Se 4 0.195 ng/mL, & 7 BR=MATAR
SHTE 6 RIFKGHIEBE,

Cr (RE—FH 94.1% A5M) 1 Mo HIEIKZE AT 96% - 103%
218, 6 RESEEHEUEA Cr 98.2% F1 Mo 100.5%, & 7 i

% 7. 1R Agilent 7700x ICP-MS AR S#ER TE2IH PLOQ MEE

ERT Se MEIKE, E—KKEM Se EUELTF 95% - 105%
2, 8, BT Se MEETEHEKEHR 93.2%, ERLMHE Se
1 PLOQ & TR ERIEMEERHE, B 04 ng/mL. BMEZ.
{5 7700x ICP-MS ZEE SAER T2 Cr. Se #1 Mo #Y PLOQ 5
#04ng/mL, NHFEMNE, EXRE 1 PRIARER ICP-MS
%2 (7500cx #1 7700x) ESSEX THEH Se PLOQEA
0.2 ng/mL BEKELTF 95% - 105% Z 8,

IRk E RSD%
ENX TE (ng/g) SHAR1T SHAR2 SHAR3 (n=3) BEWE (%)
1 cr 0.39 0.381 0.379 0.38 0372  97.44
2 0.373 0.384 0.379 2055  97.05
3 0.365 0.369 0.367 0.771 94.1
4 0.374 0.379 0.377 0939  96.54
5 0.4 0.393 0.397 1.248 101.67
6 0.397 0.401 0.399 0.709 102.31
BERERE (%) 98.2
Bk RSD (%) 3.2
1 Se 0.195 0.182 0.158 0.17 9.983  87.18
2 0.202 0.168 0.185 12.995  94.87
3 0.179 0.173 0.176 2411 90.26
4 0.175 0212 0.194 13521 99.23
5 0.18 0.188 0.184 3074 9436
6 0.173 0.191 0.182 6.993  93.33
BEHERE (%) 932
Bk RSD (%) 4.4
1 Mo 0.39 0.393 0.394 0.394 0.18 100.9
2 0.389 0.392 0.391 0.543 100.13
3 0.384 0.392 0.388 1458  99.49
4 0.386 0.39 0.388 0729  99.49
5 0.397 0.393 0.395 0.716 101.28
6 0.396 0.398 0.397 0.356 101.79

EHERE (%) 1005
Ef&RSD (%) 1
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—MBILEFDHRIEAEFHSP Cr. Se F Mo KIHRENE
ICP-MS AEEHINEBEH—K ICP-MS H. FHEHXEL
BETERE—0SEERX (FSEX) SMmEHER. 1ZE
REBEYLER Cr. Se 71 Mo WSEFTH, NAKIES

WRE, EREFNZARFBMXTH RSN AIRETHERE,

MEXA ICP-MS ENFRBEMSHFRERN, KAHRRBL
FEEREANEEFRRTRE Cr. Mo 1 Se HIEBBIL Fik
(Bf AOAC i S5ERERAPHESFIE) .
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