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o {879 ICP-MS EXAHRARR G K EMEKITE, RERTE ICP-MS BXRIEURM _—+F, &
F ICP-MS 5 LC, GC, CE, URLAFEARA, ERETUALXERERRAGR, HRETEE
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GC-ICP-MS/MS BB AIHREB/NBAMENMARAHITE REE URSIEFEEN, HPLC-
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{658 HPLC-ICP-MS RIE N EXE B KR BB
FZF8 HPLC-ICP-MS BXFR AT B AP RIS DT RE
Rz —F#TELE HPLC-ICP-MS H O TEMESHEMEANET
LC(IC)-ICP-MS i Cr(lll) 1 Cr(VI) MR & B O
573 HPLC-ICP-MS XY22) LEC /5 1By AR HITR S LS DT
SF3 Agilent 8800 ICP-MS/MS ifid HPLC-ICP-MS B TR shr i S 24
{678 LC-ICP-MS/MS (RIS i A & B RV S
FMAET GC-ICP-MS/MS BB /A NE B mP R RE
A HPLC-ICP-MS il E /K A 3R Y R R SR
KABTEIE-ICP-MS MEF R KIFHRRE T L
578 GC-ICP-MS FAREKEFE FIER BN FE. IESREL
BT EIE (I0)ICP-MSHH RIANKFE
BT EME HPLC-ICP-MS DATHFHARRRIEY R RIS
KL 8800 BRMBAEEE FARERIE(UEE capLC-ICP-MS BXHLEIFSNE 2 A BEERRK

BFmAMBAR=NTSNEEEDHTHI LCICP-MS 7574, HERUNEM EN71-3:2012 FETTHRT
EZNED

BOLIRIR (LA)-ICP-MS ER & &7 miZHIP IR

£ GC-ICP-MS Xy MR S AR P EIE AR L SRS #H T SO MTS DT

HIRS
5991-5933CHCN
5991-0066CHCN
5991-0882CHCN
5990-9366CHCN
5994-0843zh-cn
5991-0622CHCN

5991-8454ZHCN

5991-6260CHCN
5989-3572CHCN
5991-1044CHCN
5991-4398CHCN
5889-2481CHCN
5991-2415CHCN
5991-1461CHCN

5991-2878CHCN

5989-3254CHCN

5991-8799ZHCN
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KRETAH, # (As) 2—HESTE, TEETHRENERY. Ak, E1EX
XIS E#TTEEEE. AT, BTHNENSEERAEELIATHEL
FHA, AhBESSMILSHONEAEE, fil, NREA—HEERRS
BEEKEM, BFXEN AsB BXE#E, BLERZERMEEERENK, EA
AsB 2TEHH, EMHEMEERS As(V). MMA, As(lll). DMA 1 AsB H#,
DERMENES (As(lll) 70 As(V)) 2EEN., XELNBESAGEHEE
B, AkEEZENERFHNENBETIE. NAKAEENERTKKXTH
ERIAE, KRBT T ERK IR, SHAKREDRL, KBHEKEE
KEHK, EUETRELEWRE.,

AMRETTERRSE Agilent ZORBAX SB-Aq ity Agilent 1260 HPLC
Z%5 Agilent 7900 ICP-MS BxFIxt K K B SMHSHPENEH %,
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BEENTR. BHHERTNEZHSIE Agilent 1260
HPLC %%5 Agilent 7900 CP-MS BXH ., {#/ PFA &%
BEEENQRZNEEZE ICP-MS BE, A T
i378%, Agilent ZORBAX SB-Aq (##42 880975-914,
4.6 mm %2 x 250 mm, 5 pm) REBLHREBEEZEET
B1T. M3NEA 20 mM FEERF 5 mM CiEREERN, F
SEWMEATE pH = 4.3, LA 5 pL #1100 pL FHFF
HREE T TR, HPLC #1I1CP-MS #2ESHREK 1,

i) \WRHF R Rzt 2 4% (ORS') fillf% /& it (CRC) B Agilent
7900 ICP-MS SEEZMHFHREH TXMHITE REENS
HREIT, —LENESPAELAERERIZNE S
HmENENEE., MERHRS, EF ArCl #0 CaCl
BB %R FEF A MAE—RAE (m/z 75) ERR
T, A, ERSEXTIET 7900 ICP-MS ORS' A7F
HEBRXEEED S FFXIHE TR .

% 1. Agilent 1260 HPLC %1 7900 ICP-MS BJiE1T &4

ICP-MS &%

RF & 1550 W

BERE 8 mm

E 0.6 L/min

E%S 0.5 L/min

KRRt S & He, 4 mL/min

KED 3V

BN ERE BAs, CI

R 1.0 s/™As; 0.1 s/%Cl

HPLC 34

i LB, 20 mM C,H,0, #15 mM
C,H,Na0,S, F NaOH % ZE pH =4.3

ik Agilent ZORBAX SB-Aq

T 1.2 mL/min

BE S

HHE 5L 5 100 pL

B1THTE 4 min

tF @5

As(V). MMA. As(lll). DMA 1 AsB MR Z R RY
B NIMC (RFELFERITERFHRR) . SAFER
(> 99.5%). CIRREERH (> 98%) FISE LM (> 99.99%) M
B Sigma Aldrich {tZ2R2AF (KE) . FERBER HNO,
(% Sigma Aldrich A7) #{THRBTLE.

HRATLE
BEAWEPEMTHEK. I%. B2 IT. ERMIA.

BIEAXERBE A 30 BIEMEiH, HIRKR. FRE

1.00 g KMEFRERHEEOE (50 mL) A, A 15 mL

0.15 M HNO,, ARRIERSE 30 7, BERENEEE

BTHERR: RRETF 90 °C WHET 2.5 /I\it, § 30 4

iR 30 B, REVEME, BHERET 4 °C kFHRA.
BSHBIRMME I 8000 rpm Bl 15 4440, REH

0.22 um BB (PES) Tig=sxt LiFR#ITIEIR, 7 4 °C

TRERBEHE 24 NSRRI, UERARER D H

R,

SR5WE

STESTE

H& 6 MARIRERRERAERK (& 5 HEHE) : 1 ppb.
5 ppb. 10 ppb. 50 ppb. 100 ppb #1200 ppb, }#i#iT4
¥. 10 ppb BAFRERTR (HHF2E 5 ul) HEEEER 5 #
WRSYE 4 MHABERENE (B1)., MBERAT
LHmMESRAERZ, ME 2R,



Full Time Range EIC(75) : 019CALS.d

x102 AsW
MMA

Aslll

Count
[=]
=
I

AsB

RT(min)
B 1. 10 ppb B (MBTERET) BEREYINERBNEILE GHEE5 L)

75 AsV 75 DMA
x10% |y =3092.351170 " x + 0.000000€+000 x10% )"2'75‘ 355693 *x + 0.D0DOCCE+DOD
99 R=0%3%5

[
BEC = 0ppb

1000 2000
Conc{ppb) Conclppb)

1000 2000

+ 0.000000E-000

<105 | ¥ = 1730673659 " %
R = 1.0000

Count

2 0
Concippb) Conclpob)

+ 0.000000E-000

1 2000
Conc{ppb)

B 2. As(V). MMA, As(lll). DMA 1 AsB RIBEE R R H R i

A MR

SMHESHRMR (OL) RRERTERBIEERRNEL
- B LIRS (S/N) ZRHRERITIHE. SRICET
F2, MERAPFR, HEFEEH 5 L B, 5 FEEENKG
PR/ 0.106 - 0.667 ppb Z i8], HiEHEH 100 pL A,
M4F 0.010 - 0.042 ppb Z 8],

REIER

£ 2.As(V). MMA, As(lll), DMA 1 AsB 7 5 uL #1100 pL ##8 TR
(ppb)

HEE (L)  As(V) MMA As(lll) DMA AsB
5 0.106 0.121 0.187 0.267 0.667
100 0.010 0.012 0.025 0.028 0.042

B 3 2% 50 ppt MESIFERBEESYHEILE (HEE
100 L), BRTHAZEBREDTEES.

Full Time Range EIC(75) : 075CALS.D

%102

4

Count

RT(min)

[ 3. 50 ppt MESEAWHEEE (2 100 pL)

HiLtREWR (CRM) 747

WA EBTFHH NIST 1568a #1 NIST 1568b 2 FhkMAIE
FEYIR, RE NIST 1568a F{UAME T AMEE (290 +
30 ppb), BIFSXHEX CRM #TTRIFRIE, KLk
HRBTAE T EIREN 2 B CRM, 4R 5 FEETS.

R34 ,E.uT 2 ﬂ: CRM HEAMEE. MMA, DMA
MEMEEHE NEES X EHARREE. KH
R, mﬂm MMA. DMA #1 AsB MIZFNiT BB
WEE, MERBFR, NIST 1568b FTLAHLE (iAs) FFH
CRM HhEMIEMNEEERSINEE—H, BYFiRE
REN., BHEBESHNEEEREHS XHKPHRENE—
B [1-4],



& 3. NIST 1568b K HRME SN EENTER

As(V) MMA  As(llj DMA iAs® 5t

(ng/kg) (ng/kg) (pg/kg) (ng/kg) (pg/kg) (ng/kg)
AR 62.0+51 106+13 368+58 179+7 988+ 3.6 2884
JNEE 116 £35 180+12 92+10 285%14

S HER 10 RERRTI9(E + SD, ° TTHLE. As(ll) #1 As(V) RIEF

% 4. AFRFTH NIST 1568a KM hHHSNE BE RS CHEN LSS,
NIST 1568a F 28 & ERIIAEEH 290 + 30 ppb

REIER

REE

BEMAKERESHE 10 KNEFENEBE, K6
FIHTREMESHKEER, B 10 XoWHYAFH
BHENY., FEMESE %RSD HINTF 4%, THmEH
%RSD /NF 2%.

K6 KK #4MERHLER (n=10, HHEE5pL)

B As(V) MMA As(ll) DMA  AsB iAs
As(V) MMA  As(l) DMA iAst S (ng/kg) (po/kg) (ng/kg) (pa/kg) (ng/kg) (pg/kg)
(ng/kg) (ng/kg) (pg/kg) (pg/kg) (ng/kg) (ng/kg) KK #4-1  56.10 K& 107.32  22.29 KHEH  163.42
SEVB (1] 44£2 12408 52+ 173£2 100 281+2 KK #42 5523 KHH 11039 2474 KKl 16562
SEXH (2] 50.3+2.9 149+39 63435 144+45 1137  272.8%99 KK #4-3 5697 KW 10730 23.10 K 16427
SEYH (3] 53.7£3.3 14.8+1.8 54.7+1.4 165+8 1084  288.2 KK #4-4 5768 KHH 10851 2419 Kl 166.18
S [4] 13.6+2.5 168.0£2.2 104.3+4.4 286.13.8 KK #4-5 5716 KWH 10846  23.64 FHH  165.62
TR 6415 142 57+4 1404 121 275+4 KK #4-6  56.10 KRG 10852 | 24.82 Kl | 164.62
BB 10 R T £ SD, © TTHLER. As(lll) F0 As(V) BIEF KK#4T 5643 Al 10889 2396 il 16532
KK #4-8  57.27 FEH 107.90 2237 FHH 16517
IndrkE s e = KK #49 5618 K 10956 2270  KEM 16573
ARRMUET 5 HMESHMFEREIKE, % As(V). KK #410 5671 KW 10876 2335 | KEM 16547
MMA. As(Ill). DMA %1 AsB BB &3 1 ppb. THE 56.58 - 10856 2352 - 165.14
5 ppb 1 10 ppb EUREMRE=MAKESERh, £ 00 % 0 0% S8 L o 0%
ITHIS=MAR (MizER 1. 2f3), MR5FR, &
IR TR &R B T T R SIS T RIFHEI
£, HNTF 85% - 110% 28,
R 5. IMREREIGEER (B2 50
Haail IRRE As(V) MMA As(llN) DMA AsB
iRE (ppb)  EIKE (%) WRE (ppb)  EWE (%) KE (ppb)  EIME (%) KE (ppb)  EME (%) RE (ppb)  EE (%)
KK #1 0.48 - KEH - 4.60 - 0.48 - K -
il =2 1.38 89.2% 1.02 1015% 565 105.6% 1.54 106.1%  1.03 103.2%
IAREER 2 1 ppb 143 94.5% 0.96 96.2% 5.51 90.8% 142 93.9% 1.07 106.5%
IEREER 3 1.47 98.1% 0.95 94.3% 5.52 92.2% 1.45 97.4% 0.98 98.4%
KK #2 1.14 - KEH - 5.82 - 1.32 - K -
IREREERR 1 5.52 87.6% 4.96 99.2% 10.98 103.2% 6.23 98.3% 482 96.3%
IAREER 2 |5 ppb 5.65 90.1% 477 95.3% 10.88 101.3% 6.45 102.6% 497 99.4%
TEREER 3 5.77 92.5% 4.34 86.7% 11.35 110.6% 6.62 106.1% 5.13 102.6%
KK #3 0.28 - b St - 3.44 - 0.73 - R -
il 2 9.65 93.7% 9.68 96.8% 13.35 99.1% 9.72 89.9% 8.91 89.1%
IERAER 210 ppb 9.89 96.1% 10.08 1008%  12.97 95.3% 10.29 95.6% 9.54 95.4%
IAREER 3 9.53 92.5% 10.62 1062%  13.10 96.6% 10.65 99.2% 10.48 104.8%



HEXRKERIHT

20 MHEARERPHERENEERITR7H. Nk
FETR, 20 MAKERFHEE As(V). As(lll) 1 DMA,
RAERBHTHEI DMA SEEFRK, THEMTE
KEERREFHOWKE., ERASHRPHESTNRIR
ERE, BRBEAXERPHENHSENRTRAEAE
REMEW LR 0.2 mg/kg.

R 720 AKEERT b MM SHERER (ng/ko)

#EEH  As(V)  MMA  As(lll) DMA AsB iAs
KK #1 7.27 K 68.97 716 K 76.24
KK#2 | 1715 FeH | 8723 1977 | KM 10438
KK #3 4.26 KHH | 5157 | 1093 | Ki&H 5583
KK#4 5610 KM 10732 2229 @ ki&H 16342
Kk #5 1731 il 1472 2638 | K&l 16473
KK#6 1252 Kl 7582 879 | Kiaii 8835
Kk #7 7.14 A | 5384 267 | KK 6894
KK#8 | 144 KW 10614 | 27.27 | FKi&H 12054
KK#9 | 1449 KEH | 7224 | 2951 | kil 8673
KK#10 1373 KHEH 10168 | 3941 | KH&H 11541
KK #11 2050 KEH | 87.04 | 285.21 FH 10755
KKk #12 2278 KEH 7094 16077 | Kb 9372
KK #13 2374 KW 12219 3453 | Ki&H 14594
KK #14 | 13.85 FEH 5979 361.82 | KEH @ 7364
KK #15 16.38 KEH | 9134 | 8342 | KM 12538
KK #16 1848 KEH 11058 | 3225 | Ki&H | 129.06
KK #17 1083 A | 61.56 6.69 = K&l 7239
KK #18  16.96 AEH 10514 20949 @ KEH 1221
KK #19 3604 FEH 9717 17612 | FibH 13322
KK #20 1635 KiEH | 7455 58749 KM 909

REIER

2k

AR FA Agilent 1260 Infinity LC 5 Agilent 7900 ICP-MS
BRAXMEB KPR b MBESHITTAE. ZHEDE
B, TENSHANESESEELTNES As(lIl) 0
As(V) ERH 5 s, BRNAEHENREE. ERE
MBEEE., XAESSEXATIETH ORS' AT XA
HTEET, Hm ArCI',

7 20 HRKERPHRN S TARKER T DMA,
i, MEERYABERREAZRSHNENRE
0.2 mg/kg,

A ST RS R T HENE KK E MR R
mPAYRE As(V). MMA. As(lll). DMA #1 AsB,

SE

1. Narukawa T., Inagaki K., Kuroiwa T., Chiba K, ‘The
extraction and speciation of arsenic in rice flour by
HPLC-ICP-MS’ [J], Talanta 77, 2008, 427-432

2. Huang J H, ligen G, ‘Blank value, adsorption,
preconcentration, and preservation for arsenic
speciation of the environmental water samples’ [J].
Analytica Chimica Acta, 2004, 512:1-10.

3. Caruso J.A, B'Hymer C, Heitkemper D.T., ‘An
evaluation of extraction techniques for arsenic species
from freeze-dried apple sample’ [J]. Analyst, 2001, 126:
136-140.

4. Toni Llorente-Mirandes et al., ‘A fully validated
method for the determination of arsenic species in rice
and infant cereal products’, Pure Appl. Chem., 2012, vol.
84, No. 2, 225-238
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REMENGEARESHENTRZ—. MERRMRERGRE, EERYHE
EEIRSEEREEA, RLSE—LRRPREERS., Wi EEUAN
SHESEEX, E5HGFARSAX. AR RAPRNFEERSH £EIT
NEMAGHEEREEXRES.

RFRESHMEZHEMEHR, Bl GC-ICP-MS B A REEH %, %,

HEIR ICP-MS 2 REBEMIRS, HPLC Lt EF BN BEIFA S+, HPLC

5 ICP-MS WEKAHFEERERENFE AR EEMEZEE. kD, 5 GC 444
%J_,q b, HPLC AT MENMERAREEEE, TERTEESHHEIITE, XX
‘ “

EUTHREAE, TETEAMREMEHNAE,

Agilent 7800 ICP-MS
2558

e

Agilent Technologies



AR IS, 3K A HPLC-ICP-MS BEAHAHITE
EPREESSETT A NSEERERRTHN
K (Ho™) —BREREFTEMNEFLWY, BRTEXMT
REBEIMZ E5R (EtHg") #1ZEEk (PhHg") IETHHR.
BEENANNEEERTEEESIBEFXK. Agilent
7700/7800 ICP-MS RGHEA T M4FHI BRI LA
HIE A SR (RF) R £, fFEKENENEZEES
BHRMASHMESFERNRES. B 2AEFRED
Bt (CRM) BIETAAER T EY, £RRB, KELH
HPLC-ICP-MS BX A& & @ #HITRMPRESAMHITE.
LHERTNERNBEAR,

TS

e

BB R Agilent 1260 HPLC, 1260 HPLC & X #1F
[E AR 600bar, AI{E AR/ K BIEHE HITRES
B, AT{E@ A 1.8um #I2H Zorbax C-18 @it (RiE
). BiEEHLR 1. ZHBET High FANZENIE
#T TR (1],

% 1. Agilent 1260 HPLC R4 BIELH

o2 ¥iE
b 1 mL/min
HHEE 50 pL
Ehie:
ABE 0.5 g/L L- B EE
0.5 g/L L-3B& B, HCI. H20, HCI % pH £ 2.3
Bi&EE FE

%A Agilent 7700x ICP-MS &3t KR Z “'Hg MER,
BT 7700x ATiEHIE 5 MREREHBEZSFMAE
S (88 20% E5HER) . EEFHPMANESHRE

VAT EEHZN ICP-MS, MASEREOERNRE, F
RMERLEESMAERKEN, BNERENSTER
MARZH 1.0mm BI%EE, ICP-MS 7700x {LFE2ESH N
®2,

= 2. Agilent 7700x ICP-MS #2{ES#

24 HiE
GHRThE 1600 W
HERE 0.54 L/min
MESIRE 0.10 L/min
WS (£20% ESMES) 0.06 L/min
EUEERE -5°C
RERE 8.0 mm

7700/7800 ICP-MS ¥ Mass Hunter T 1k & [F Rt #2415
MEZFEE LC #1 GC Bk, ATRAZE ICP-MS Mass Hunter
P EEIETT 1260 HPLC AEHFES (B1) . iZ45HAR
{Bf& LT HPLC-ICP-MS KBk R#R1E, M T K4
ME &, EBAWEERATRIE HPLC 5 ICP-MS E{T—
FELETHEE, ZR GBS ELS—FNIET.

HRAIbE

ERAFA CRM FRAEMRX AE#H{TTRIE, NE&HRE
ALAA LR E R YR BCR-464 (FLFIRT IRMM) BE RiR
H{EA 512 = 016 mg/kg (AKIT) , ERKM 97%. B
RERFAEFIRH) Dolt-4 $REYIR (N2 X NRC) HRER
FR/EER 1.33 + 0.12 mg/kg (MR . HEKRH 52%,

HmERTES 2R AR TE2], #REL 150 mg B, A
20 ml EEh4E A, 7 140 w FHETHIEERE 11 min, LR
B Li&iE 0.45 um fEFEREE#H HPLC,



10.0 90.0

1.000 ml/min
17 bar |

192.168.1.129 Run 1.86 / 5.00 min

Mainframe LC1200 mple Plasma lon Lenses poollision/ Quadrupole Detector
‘Sample Intreduction lgnition Mods Model
[Le1200 ] [Aqueous Solution | [xcLens
Nebulizer

1. HPLC-ICP-MS ¥4 B Y ICP-MS Mass Hunter B4R HEE E
RS

BilR Mt

MEMERESRIESBRERA LERER (A BE)
RN 2% BB (B BiE) WEEFH. BESBEEMNE 2
FiRe

50000
HgZ* MeHg*

40000 e

30000 EtHg*
wy

CP

20000

10000

0

0 50 100 150 200
Bl (s)

2 BESUTHRREHE
MEFRT, EEERHT, ZHRESEZSHANTEE

S8, 3H Hg2" 71 MeHg” ERAHHREIATLE. B2 E
BERNEHFRELTERN, Bk, A TIERREHERE

BReen, KB THERR AL B 3 ERToEL R ER
BB ERRER: MI8A 2% FEEMR, & 1 min AFSE
90%.

100

" /
S
N
L/
/

0 50 100 150 200
EiE (s)

% MeOH

0

3B RNERNBERRER

BEERBERLR, £ 3 HANMRESTUTEENE
H5k (& 4) , 15, BF 7700/7800 ICP-MS I EFk
MR ERAERENELERRE S, EEPREERRHE
FETMEBFERNEEY. Y9 B4R RHERER
2% KB, FEHNEEFHRRT A,



REIER

140000 - REHZBUTZAMAERRNEEE. SHESDR
120000 g0t EEEMREEENSMEHETERE, BN, RBENES
100000 g M ZHKE (BEC) MELRME 5 HFTR. FRERSYREN
o 0000 HEEYRELRT 20ng/L. ZARMESERRERE
” 60000 B BEREXQN/LFRFERDATE, FEQRMETZR
40000 MZ 5B H AR E RN H Ak
20000 Lk
0 BEOH
0 0 ﬁﬁ‘:) 150 20 FFh CRM IREUIE SRR BT ik T AR, B4
S BTHENEAE CRM ESRH= X, ZAXATETHENIRRTRERT
HE, SMERERTAPASERATNEHEE, X 3
HPLC-ICP-MS REEAYHRE R ERRNNEER.
ENEHERREMZE, RE4H 4 P RESYRER
HITTRAE, BIREKESEEMN KL 100 ng/L (ppt) Z
10 ug/L (ppb), KA L MNE 5 FR.
201 Hg2+ 201 MeHg+
w105 | o= 270230194 " w + 404.0000 w109 | w= 204649568 "« + 2550000
R = 1.0000 R = 1.0000
HoL=o0 5]DL=0
BEC =0.014595 BEC=0.01135
i] T T
RO 0.0
i ki
201 EtHg+ 201 PhHg+
w105 | 0w =19470.0689 " » + 263.5637 w04 | w=63902496 *» + 55,0000
R = 1.0000 R = 09339
5] DL=0 glDL=0
BEC =0.01353 BEC = 0.005233
10.0

el

1

5. AR REAS AT A 5



R 3MERAEMRERSTER——REMN mg/kg KRR
* RINERE

BCR-464 Dolt-4
201 MeHg* 201 Hg”* 201 MeHg"
#R 4.93 117 1.34
RSD (%) 8 8 10
IEE 512 £ 0.16 (1.25)* 1.33 £ 0.12
B E (%) 96 94 101

HFXEHRFHTIRSERESEEN, BT ET
HINERERE. AAHRTFHRERNERRERSE
EHSEEN. R 3 PESEMREERRR Dolt-4 A
REEZMRMAER (HREBEEPRNEHZEX
FAEER) MR TREM, AZXMERET, Dolt-4 HmH
WEHMENKEBERSSEER—H.

AHERTRERESHNGESSEEREEN -,
WIE TR A EN R HERPRERES B NE N AR
. LHZ Dlot-4 FREHRRAER S BINGE KA 52%,
ZREXRINESHRESZENSE—BOER T mH
EMBEMRERREIRRESRIETRERES, MALKE
i,

@ik

FHRHIMBYERPHRES AL TREFRH
B kR HPLC-ICP-MS Fik. & HifsEBE 3 HHNEH
@R 4 MEREESYRTEEASHE. BiREYRN
EXMZAEHITTRIE, SHREVRSEERILE, *&
EREKERF. BN EXEFENERER, ZHEN
A#H—SEUAEENES.

7700/7800 ICP-MS Hy5H5i & £ FTE A M IRE ML L
F R VFR BB REE R A 90% BEE, EATIE
AEMEBFARREENARTEARESHIE. X
i AEHIATIRENAE HPLC 1 ICP-MS BXHL R I
RTHHE,

St

BishEEERITEFERE (LNE, Laboratoire National
de Métrologie et d'Essais) B Guillaume Labarraque #l
Caroline Oster 32t CRM $2E4,

S

1. Hight, S. C. & Cheng, J. (2006). Anal. Chim. Acta.
567:160-172

2. Sannac, S., Labarraque, G., Fiscaro, P., Pannier, F. &
Potin Gautier, M. (2009). Accred. Qual. Assur. 14:263—-267
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Juliusz Bianga #1 Joanna Szpunar

Laboratoire de Chimie Analytique
Bio-inorganique et Environnement
Pau, France

Bz F— R E40E HPLC-ICP-MS #0033
TEMBEPAMEONETE

RL i a3
ARFMA

o

Ay

i

RERAKHE (Se) WERRE, ZLELENBANTENRTRETHHEE
HETERNEYE., ATHSERKTRPMAOSERIE, AMRZAAT—
MEREEMEE. MIEEFRTHEREAGBERENNRRFMEKR; =M
Bt R ARSI R I & E B RRRL —.

THAEERRIANEETHMESE, MEXTETHEMESHNESE, B
BBAIALE, KEAHRESRTEIT LB 12-20% ZRHEKEEBRES .
BENAAMEASREMAH LI, REXXIZAMNIHEEED, HA
Chassaigne # Chéry [1] BRI BB E AW RERLHER (LA-) ICP-MS

Agilent Technologies



B4, Tastet £ A [2] & FI LI E A #1 49 nanoHPLC-
ICP-MS O EMB T THEEMEN, EERFE
h, BRNEEEAEEREE (SWEASE) Filfh
EWBENRE.

FHRBHT—/ ICP-MS BEIWEBRAFHE, BT
LTEMBEIHNAMES. FANQEREXTERA
HEMER, A LA-ICP-MS 4B RN ETHEAN
=, 8GR, BREAHEL: ESKRETEAE
HPLC-ICP-MS #1744, SAERBRBEEEFU (ESI-) MS/MS
HITRIE, EEHEMBBYIZEMNESWER—HHA
B-3-IRE R SEE-3. ATHREABRAB-YEEED,
FEEEREAE@IL.

EERS

B
WMEEHN 2.3 mg/g NTHEESMERHMR.

HmATLE
FAEEXH (3] dRRER A RAZE A EHTEBRIR
B, W[ Rk 4 B A0 B AT AR EE AR o

HPLC-ICP-MS 71 ESI-MS/MS 447

FERRSEAER (342 61376A) FFHhFHMR (100 nL
EEW) B Agilent 1100 LC, EX 8 uL BREBZLME=HMA
| Agilent Zorbax 300 SB-C18 35 x 0.5 mm 5 ym BBt
Bt L, RERE 20 ub/min EERE, H3EA 2% Z
& (ACN) - 0.1% BB (FA), fERMRBNAMEER 2 54,
sk J5 & " B Agilent Zorbax 300SB-C18 150 x 0.3 mm x
35um NEHL, ERBEXRIBEHK, A: K+01%
FA; B: ACN +0.1% FA , i 4 pL/min, EHEFLE 1,

% 1. HPLC kRiiER

SR BRI (%B) EtiE (538h)
1 2 0-2

2 2-5 2-5

3 5-25 5-35

4 25-40 35-40

5 40-97 40-45

6 40-97 45-50

7 97-2 50-55

SERAEOS ICP-MS T ESI-MS/MS {LE&&EH#., ICP-MS
BRIESHERE 2,

% 2. Agilent 7700x ICP-MS #B{E&H

B8 &

FEE

EUB/BUE ERE LCHEOEH (AHS G3680A)
JE% 1D 1 mm
#O% 5

EEYH

RF Ih % 1560 W
MERE 7.5 mm
HRRE 780 mL/min
S (0,) FiE 39 mL/min
B

RERIE 1 32V
RERIE 2 -200V
Rzt

JIRIFRERE 100V
SSRE 10 mL/min
HREE 7V



fEH 20 ppb Y. Li. TI. Ce Ky 2% WEARMKUERFI
LU Y, FHEEESMEDES HEBR R
ZHEEFFH, EHE 250 ms B ERE "Se.

78 80
Se. “Se,

ESI LTQ Orbitrap Velos FEMRAESFERX; M#A:F
MERERESRH 50 °C #1280 °C, XAHEFSHE
B (CID) E MS SIM X (15% tRELAIERESE) X
300-1100 m/z RESEEH#HITNE; AilEESIEEH 55%
it HCD M =4EFBF,

ZRIE

EARERK LN BERNE 1 iR, &EBFIEHR
ICP-MS B EARAFHEMITHNM AR EBRE. R
& LAICP-MS MELER, ZERAMAERLAEHRSTE
BERS.
MiZzEREARSHITREZBENISREELE 2, £
#H%& HPLC-ICP-MS M 7 6 Mg (B 2a), HA 54
LA ESI Orbitrap MS/MS #1T£E . ICP-MS Kl HE
MR REREEZEE, HBKEFREE PRI
s, WE 2d fn. ERESZ 20 SiREER 3 EitER
URR (LOD), KiZfES 1 ppm SeMet EE#ITLLER, Fi
BIMFEREIGIZ 80 BY LOD (30% ACN, 0.1% FA £4T)
#02pg., RERETIHIRLE 3.

EEHMBERFESINEK 4. £/ ICP-MS BUFBESE
ESI Orbitrap MS ZEEEEMBKITRIE) m/z EREREF
B (B 2c) IBNGRERETSRE, BEREEES
EH T SWRHIHE-3-HBRERSE-3 (X5) . EHA
FEA#PHR-BRREEMINE, FETESR (M)
MEBMIER (C) REF, FEAEBRBHSPERLY.

#Se |E, ¥

0 ‘- i
[
97 kDa

—>

45

_’ ® '

30 '@'

—

20

—>

144 -

—

1. EWBESRENNEERBANE (BREETT LAICP-MS BERRK)



c¢apHPLC - ICP MS

100
a0
60
40
20

(b)
ESI MS (TIC)

WA,

ESI MS (XICs)

100 .

EXEE%

5

25

10 15 20

R 2BEtiE], min

30 35

REIER

(d)

652.41290
100

696.43909 20

HMEE

100 7

934,

z=

933.43146
z=2 933.9333
932.93188
z=2
932.43164
=2

z=2

3054

934.93176
z=2

935.43396
z=2
935.93439
z=2
936.43701

462.14789
560.32910

770.47638
724.47070

822.47186

400 500 600

miz

700

\
\ 934.43054
86495331 %

900

1002.53461

1000 1100

B 2. B 1 AFCHEAR S AR P S ERMEMRS HPLC 25, a) ICP-MS #ill, b) ESI Orbitrap MS #&ill (TIC), c) ESI Orbitrap MS #&ill (EEREFEIEL) ,

d) (hE) WERSH ESI RIEE, IEMETERIEK 4



TRRE
582.2513
566.2564
430.1837

422.1859

%3 GEBAES

& %5
AEE A
HaR R
RITEBRE N
RIN&E8 D
FHER c
AR E
BB Q
HE® G
HRE H
RRER [

RER L

el K
BRE M
EHEE F

SR P
“TE S
pix=lid T
et W
Bam Y
MR v

R4 B RENEERARBARYLEHNSEEMFT
&itlE 3 EipHE
1 LVSeM(ox)R 582.2523
2 LVSeMR 566.2573
3 LTGSeM(ox)AFR 430.1793
4 LTGSeMAFR 422.1822
5 IVSNASCTTNSeCLAPLAK 5 934.4278

IVSNASSeCTTNCLAPLAK

934.4279

ARE
-0.00104

-0.00094
0.004395
0.00369
0.00013

REIER

x5 B IRCHEARATHREENSMEQHME-3-HRERSE-3 OF

5, HBEFRCH SRR TRIEE (B 2) PRUZIMNIE 4 FolHM SRk
SRk

1 MVRVAINGFG RIGRLVMRIA LSRPNVEVVA LNDPFITNDY AAYMFKYDST

51 HGRYAGEVSH DDKHIIVDGK KIATYQERDP ANLPWGSSNV DIAIDSTGVF

10

pury

KELDTAQKHI DAGAKKVVIT APSSTAPMFV MGVNEEKYTS DLKIVSNASC

15

puy

TTNCLAPLAK VINDAFGIEE GLMTTVHSLT ATQKTVDGPS HKDWRGGRTA

201 SGNIIPSSTG AAKAVGKVLP ELOGKLTGMA FRVPTVDVSV VDLTVKLNKE

=

251 TTYDEIKKVV KAAAEGKLKG VLGYTEDAVV SSDFLGDSHS SIFDASAGIQ

puy

30

&id

ENEBITENMN ICP-MS HBWERRERFE, BTE
ETEEMEEERAFAAHBEAIPHEWER. FAN
mEREXSBEAWMER, HAREOBEHTER. XA
LA-ICP-MS. EZE HPLC-ICP-MS 1 ESI MS/MS A&
BERMEBENHITEE. SWMRE. BTREBRES
MEEED, FUEEFEREAEEIE. XAKXHELETE
HTHIME - 3- BB S 3, XREMERTHNIES
MER. IERHTEE#PHR-BERREEMIAG, &
ETESR (M) MEMERk (C) RED, FEERIHR
FEREN,

SE

1. Chassaigne, H., Chery, C. C., Bordin, G., Vanhaecke, F.
& Rodriguez, A. R. (2004). J. Anal. At. Spectrom., 19, 85.

LSPKFVKLVS WYDNEYGYST RVVDLVEHVA KA

=

2. Tastet, L., Schaumloffel, D. & Lobinski, R. (2008). J.
Anal. At. Spectrom., 23, 309.

3. Von Hage, J. (2008). Proteomics Sample Preparation.
Wiley-VCH, Weinheim.
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1

Mina Tanoshima', Tetsushi Sakai',

Craig Jones?
1. ZRERHE, FR, BE
2. REEERL, ERhf, £E

LC(IC)-ICP-MS ¥ Cr(Ill) 0 Cr(VI) 89K &
ERENT

R R 1R

g

% (Cr) TRATFAGMMENESE, BEEANBERERRTRGMEMERE.
SR ZIR R TFEIL. EMMETY, K—MUAMEREE: Cr(l), R
H ot HEZME: Cr(Vl), FrA Ot HEAMNE., BHELSHEREIR
K, Cr(lll) RABLEHNRERREFRTE, M Cr(Vl) B—HELHBENR.
Hit, ExtEHeER (BFNE. &R, KAK. ARNEERR) PHEHTE
MFnEEsl, tREMIVRAKPEEEMFKRIKE—MRAHA 50 2 100 pg/L
(ppb) ZIE, BEMFABRIMFERFE (EPA) HIRERRNE TR ML
E (0EHHA) SERFHIARITEBRP, $HRAKFR Cr(v) BRET “&
EXEE" =508, BMSRAKH Cr(VI) BIiKE A 0.02 ug/L (20 ng/L 3§ ppt) ,
bt Z BTEZHIBRAR 7 1000 5.

Agilent Technologies

20



FitEEREFRIPEDS RIEOERE, G, RERKEx
BEWR (RoHS) HIFRHIZGI, BIx@zE, BF~mHE
YWEEUR (81 Cr(vI)) #{THES, %8 EPA MEFEY
FEy Cr(VI) BT TEH ., ERZIUIEHF, Cr(VI) K
BV BB E RS, RIEMNARBETRT SR8 MM
FENESE Cr(VI) WERRE D&, Fit, BURERI—
PENN. BREENEESSAE, NMUEEHAREZE
BURERSE Cr(l) F0 Cr(VI), MTHEHRXAHEHIE/
&Rt R ES tER #RIER HPLC-ICP-MS ik,

ZEER 7700 251 ICP-MS BB /R R RS (ORS®)
fii#&/ K zith (CRC) , AIMESMFMEFELETAE (Cr)
RERFEHFUM AN, ZLEFHEBEHK (ArC) KLY
(Cl0) , BEWAEAAANEERNME, B “Cr 0 Cr,
ORS® ZESHEIRIERT, ATLUERREMSENSRETFIHXA
EMERTH, EXHIRLENNEEREBENEMML
BIE, Ad, EEENE Cr(VI) ZEILHES Cr(ll) 2
B, —M2%E ICP-MS WEZH, EXAREFLHREILE
(LC) E{EFfiLi% (LC) , LC/IC-ICP-MS 2—HMEMH
ERAMANESHTREA. 2HUE Cr(v) RER, E
ZWE Cr WAMESALRES, BAERED Cr(l) 2
PAEFMm Cr(Vl) BRMBEF. EXFERSTH, KD
AERFAESHTYTEERIEHES o TEEEMEM
ZEXW, SHEKERK. RERERE. —MRENHR
FiETER T XLk .

21

HPLC %

FHRITEXBHRER 1200 SEERE (HPLC) &
)R, BPEREENETHSKE. RHEEIL5R
REMBEBIEENREIER gﬁﬁ?5%5%n izl
B, ZZFGHEEMRILLI PEEK RE THRIBRIEHERER
FHEENE. BRECHREEEHKEERE HPLC 0
ICP-MS BX#l., BIEFRHEIER (4.6 mm AE x 30 mm
SREFERGRENE) BT28. REXRS, @ikl
MEAMRBETIET. FHANRESGELER 1.

ICP-MS %1k

LZH 7700x ICP-MS BT Cr KR, (UEHRERMTIT
% 1, ORS® EFEATHRIE, FLLERR ArC #0 CIOH X Cr
HMERME m/z 52 FUREGE m/z 53 ETFEEH TR,
ATHWAERNENELRNTEY, RTUEERMCE
2Cr, TUET “Cr. AEXAZBEAE (WEABERETFHE
BR) KIEX, ERXFHEH Cr BARHZAERNS
BEAEE.

2 1. HPLC #1 ICP-MS KR IEEH

HPLC 2%

il ZREEBEFIHE, BHS 63268-80001
4.6 mm x 30 mm

ahte 5 mM EDTA (2Na)* — 5 mM NaH,P0,/15 mM
Na,S0,, pH =70 (F NaOH &)

R 1.2 mL/min

BE Ambient

ENER 100 pL

ICP-MS S

RF IhZ 1550 W

FHRE 8 mm

i 1.05 L/min

e 0.5 s/isotope

ENERE “Cr. ®Cr

S He, 4 mL/min

* AI{ERAE4 Na-EDTA (Dojindo SHZE, BA) ,
@k

REBIREEESH



SERIWE

HELEREZHET, 2Cr(ll) 0 52Cr(VI) MIREHR (DL) MF
200 ng/L, MRS IEERIEM=ETE, BHHEEM5 L
2 100 pL KB H PRI F & 2.

REKSH

L7 % R A F AR AR INERT SRk Cr(l1) # Cr(V1) B9
oW, RNT=1R, —MHETRK KEA) . B
MEETRK (ki B fk#E C)  EEMIKAKEET
— T RAKBMERE, k# C TUHERS (Ca S25T
450 ppm, HEEESEFT 1000 ppm) . XEKBEHETE
TEARTITFX 3,

B 1 AT RK A WEEE: 534K MESIER 10 pg/L
Cr(lll) #0 Cr(vI) MEEE, F 4 JIH TX=Z#T RAKKH
ESHRIER (8 /N, /MM n=30) . W/ Cr BiE
ppb R INARET IR SRR ST R HARG R AR ] W ZRIERR T
ZREXTENERYE, LEHEEKKE C EMLANS
#%|, Cr(V1) 0 Cr(lll) IEERFLKER RSD ¥/MF 2.5%,
EBRTZAENTFEAXRENAAEBFRIFHIREEN
BYtt, mME, A EDTA FARERKT Cr(ll)-EDTA, &% T
Cr(lll) #0 Cr(VI) Z BIRYMBE R, EFR T RS R EFRI IR
B,

R 2. REENEREH Cr BASARHIR

EAGR (L) U5 /e R B % R/ MRE
2Cr(lll)  %Cr(VI) 2Cr(lll)  S2Cr(VI)
5 32621 24233 204 514586 503778
20 130764 97934 314 2101007 2007572
50 323593 241948 300 5154321 4970771
100 632808 475244 274 10204281 9796463

REIER

R 3. ZHART RAMEETRAR

TE KA (ppm) k# B (ppm) k# C (ppm)
Na 6.5 11.6 9.4
Ca 9.7 1.5 468
Mg 15 8 745
K 2.8 6.2 2.8
FiEEh - - 1121
x104] I niFkg A
B
4—
o]
=
=
-
W2
O.
10 20 30
REwtE/min

1. W SKA—K AR () FA0AR 10 pg/L Cr B () . Cr(lll) X4
1SR, Cr(VI) K% 2.5 D4R

% 4.10 pg/L MUFRE RAKRNREFREMLRE (8 /1, n=30)

B 52Cr(I1)-EDTA 20r(VI)
[ty RE pg/L @R R ng/L

KEEA FiY{E 906410 104 913019 103
%RSD 14 14 2.1 2.1

K# B FiyiE 933560 107 920154 103
%RSD 1.0 1.0 23 23

K#EC FiYiE 900775 103 879234 99
%RSD 08 0.8 14 14

DL (pg/L)

2Cr(lll)  S2Cr(VI)

1.88 253

0.72 0.96

0.28 0.37

0.13 0.17

22



BEES Cr(VI) BHEE
BARCEIMEFAETUERAKS Cr(ll) 0 Crvl) &
2, BXEMAERIMSE (2009) $HRHA “ANtERE
Bix" 1, MERAKS Cr(Vl) EEFEST 0.02 pg/L,
ATHRXANERR, §3 Cr(VI) BT %37 TR,
FHAGEEHNREEMERYE. FENERERNEILHE
HTHE, BREXTHEERERERTRMES EDTA
(2Na) iKE. BFXLmsh, EhREREE>ERNKS
FHES Cr(lll) TEEE,

RAKBREFFLTREERIAE, Cr(VI) R PRFEEE
JLA ng/L (ppt) . NE 2 3% 50 ng/L FRAERTRAN= /NI
BRIKEHEIEERT, REKAKDEESRENHS
F. BERFFHIERSEFEHEMZWL. B 3 Cr(V) B
HER LM T 09995 (BURESERE 0.05-1.00 pg/L) o Cr(V1)
HHFRA 0.008 pg/L (IE-IEERIEM=1E) |

x1014{ I Cr (V1) 50 ng/L STD xi0 + M FERIA®RK A
HiTk A
B WAERT A% B
= o
& g
g 054 E 0.54
| )\ﬂL | |
4.0 4.0
R/ (min) RHMF/ (min)

2.50 ng/L Cr(VI) FRAERREIEE (£) MNFERIMM=/AREKE (K
r) BikE (F)

23

52 Cr
x«106 | v =819311.4507 " x + 0.0000E+000

R = 0.99%

Wi iz {

" OBREE (ppb)
3. FIRMEAENE Cr(VI) MR KL

RO TMABERIMEFEMREA (BFkKAFB)
M=k Gk A) #EREESFERNMREKE,
FBEZAMERE Cr(VI) EMKERH 7 mFIERE LR H
0.02 ppb., B3kK A (KRINERFIMA 0.5 pg/L Cr(VI)) K
BIEEMNE 4 R,



R 5. ZANRRKEH S ERIIMFREIESHE (0.5 pg/L Cr(VI)) , BfL: pg/L

B¥K A B¥kB
RIkR it B (%) RIkR iR
1 0.1840 0.6335  90.58 0.1203 0.6198
2 01772 06470 9328 0.1281 0.6222
THE 0.1806 0.6403  91.93 0.1242 0.6210

x104 || WRERTARA A (GRiniR)
2|l mAERTERK A (niF)

B/ MR

4

UW |
40
{REmE (min)

4. fik% (0.5 pg/L) FKMAREFK A Cr(VI) HIEIERE

&k

AR T — M EEBERR BN ST L AR ERSH
aWFE, BHEFEIM Cr(ll) 5 EDTA BEELAH
BF, XARBFIHREEENBERENE. SHEER (X
Z 30, BEBEUERERT 200 ng/L KIFFERES,
X EERAE R FEERARE A, ATI#H—
FiRE Cr(VI) REE. Ei#FE’Jﬁ,ﬂi Cr(VI) K% Hi PR

B&{E2] 0.008 pg/L (8ppt) , ERTEERBE Cr(lll). X
i SRR H PRI 1&Huﬂ$mJEJEJI‘HEHjE’J 0.02 pg/L AtfE
EB#E,

B (%)
99.12
99.60
99.36

RI#R
0.0411
0.0423
0.0417

B¥xkc
i
0.5231
05282
0.5256

B (%)

96.27

97.30
96.79

REIER
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Abbott Nutrition,
Columbus, Ohio, USA

Jenny Nelson, Shuofei
Dong, Michiko Yamanaka
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{5/ HPLC-ICP-MS Y22 ) LB A U EY
AR FITRIZ ST

£ 6.5 DFHFRIE LM = ELS

2L | ERIABEIETBERNE) LD NRFEREERTR, FitbEEN
XX RPN ENEFNERE T SinE. ASVER/MXINETE) LB
PHRRETYRNRREE (BEH) , LURRR) INEFRFR. MRBIBAT /DS
8%, Bi) B REERRERA",

AR FIIHEBLRNEQFUKE IR LEES P EEES S A X
(& 1), BEHMNEYHAERRTEFETHRTOUIELS. Bk (1) iR
(10;) WEVFBEES, X—URZFEMBHRPMAIETNRS. NFTHEXT RS
SHMBRRINVNELELS, REMR (,) MMENESH DB LR FIMEREEN

TR



REVEMEVRTEIZS, R4 (Br) SMHRTRERE (BrO,),
[EEATREXT A 2B BuRER .

RSP THBEERE

rﬁi
Bl
il
.l

Hmai g

T ERNME, XF£9 0.2 g NIST 1849a A& MFE RIHITH
=, HIEREK 2 PARNEZEFEI R EM (Mars 6, CEM) £
5mL HNO, FiEfR, ARG DIW BB ERmRE

BB RIEKRE BERE SE 0k
pg/100 keal pg/100 keal
US FDA 5 75 [4]
gz 15 29 [5]
HE 10.5 58.6 6]

AEFFE HPLC 5 S EBETUMRAF ICP-MS (ICP-MS/MS) BX A

40 mLo FRER @A SRM FATECHI =1

R 2. HUROBRER

FiE& BE (°C) EFFHRATE {R¥FETIE] (min)
(min)
1 30 5 30
2 210 20 30
3 30 30

EFHER)LRAPHNMAES: ey (1), BER
(105). B (Br) FREEER (BrO, )o HPLC-ICP-MS A2
—MEANDITEA, ENBTEMERER (8152 LEA
i) SRRSO Y ARt A LUE R EIUARAT ICP-MS
(530 Agilent 7800 B 7900 ICP-MS) {ERTTEKINIZS,

LIS ER 5

WFFAREE

F 1000 ppm fEERECHIRWY). REREL. MLYFIMEERES
I, REFIMEARMBBZARR Kanto Chemical Co., Inc.o
3% NaBrO, (Wako Pure Chemical Corporation, Osaka) AT 7k
/R, H4F 1000 ppm REREEE R, # KI A KIO; (Wako Pure
Chemical Corporation, Osaka) 258, &Ii§ 1000 ppm
A FIRER EL (& R

InESEEY BRMER

AR ESLEYIER (SRM) NIST 1849a - 22) L/B AN EFRE AT |
(Gaithersburg, MD, USA) 33N E S RRE DT /5 7%

rFh T E ) LEC S PRI ARIE B X E IR R LA,
SINmMEEFREI R, PR MERIAMEES,

REE2 (HNO,, = 65%, Sigma-Aldrich) BT RUR ERAIARE/
HREE, FrERBRIYA 18.2 MQ-cm (Millipore, Bedford,
MA, USA) B F7K (DIW),

SF | 5 Br FESHSHINE, TMEEMER 029 £4GTF 20mL
DIW A, AFETF 50 °C ACAFNIIA 1 /6, AEFERE T
Ees (045 pm FLR) TSGR, B4 1 mL IIEENARET
1 mL BE%E HPLC ##@mifl (LREEMES 5182-0567) H, &
Do

%23

FRZRCRIEGEEETAS (BHS 61833-65200) #
BAEMTRM Agilent 1260 Infinity Il RABBIE RZS Agilent
8900 EREXFUARAT ICP-MS (ICP-MS/MS) BXF. TRk
ZRICBESHMEIET (BHS G3268-80001) HEFR
R (4.6 mm 1R x 30 mm BRRE R ERK IHEES AN
fg) BF OB REMARFS. BT&MHRRIENIFAE
BE403E 3 iz

Agilent 8900 ICP-MS/MS (SN ABECE, #100) EEINE
HRSIANRY, BERBELEHMS. ARENBEZHE.
2.5 mm FLERRIEBN Ni #O%#, ICP-MS/MS ERAS
ERN RS, EBURAT (SQ) B TinfT, Eikthald
/8 Agilent 7800 5§ 7900 ICP-MS #TItLM A

26



REIER

% 3. HPLC # ICP-MS/MS (Y 8815175+ 1

!03' |
107 «107
HPLC &k RE 3 2]
e 5.0 mmol/L NaH,P0,/15.0 mmol/L
it
Na,S0,/5.0 mmol/L EDTA (pH 7.0) 2
ey ZRMC Cr e EEE 1
) (Bf42 G3268-80001) :
TRENAETRER (mL/min) 1.0 =
HEE (UL) 100 = o 500 1000 o 500 1000
= BrO; Br
BE =R x106 106
53 H7B1E) (min) 8 , )
ICP-MS/MS &%k ®E
R SBPORAFER 1 ;
FEHERE (mm) 8.0
EHEFSATRE (L/min) 1.10
== 3 50.0 100.0 50.0 100.0
ZWERE(C) 2 REE (ppb)
FRERERE 1 (V) 0.0
B 1. ROERZL: 10, o N . . Br
SRRV 2 (V) 050 B B 10, (EE) . 1 (BB Bros (BEF) . Br (BT)
J\IRFHREEBE (V) -20.0
SAKEFRE (mL/min) 2.0
BRI (V) 1.0 15t (5 ppb)
—I1127 Br79
EhEELEANEBLE (V) 3.0
160000 105 12000
REH (m/2) BrA79, 1 8127
BrO,
5Bt (s/BREH) 0.5 120000 | | -
:?E 80000 “ ‘“‘ Br S
‘ ‘ 1 | [ 4000 :
40000 A |
ét E N, T ~ | ‘ ‘ | ‘I I
BRI S VA Y A s S
\, 0 1 2 3 a 5 6 7 8
ﬁl& BYIE] (min)

BIHHT 0-100 ppb EYRULY). BEAE. SRUMAVREEE  mo mossiia 0, 1. B0, H18r 8 5 ppb A BEE

THTROE, B SRAEtA TR S ERNEE e,

RALMEET LT 0.9999,

5 ppb MALRITH N ERENE 2 Fim. AR—RSHSR, AR ) |

10, I\ BrO,” #1 Br FiGMIMATE 6.5 AN EI SSE AHERRE 3 FRUES T EMREES, ERLERL (S/N)

YN SR (DL)o N 4 FiR, DORTEZSHY DL 14T 0.072-
0.667 ppb SEE A,
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+® 4.2, RERER. BUECYIRIBARREERY S/N F0 DL

s FREREE = BE SIN | &Y DL
(ppb) (ppb)
10; 0.98 27781 676.6 41.06 0.072
BrO; 1.07 1979 320.2 6.18 0.519
Br 0.9 1296 320.0 4.05 0.667
I 0.78 3379 677.2 4.99 0.469
SRM &3

A LC-ICP-MS/MS EZE) L/ B N EFREC 5 §5 SRM FRAYIOH
A (CRFTHEREILAIE, ZREEDH; n= 21) o £/
8900 ICP-MS/MS MESMUKRE ((R&d HPLC &) » &5
RHIHPOAES. SHAERER, SRM ki HBIER S oY
REEE. VI BB SNIRE UK SMEIVEREEE—
B, RAFZEEMBERS. SRM RBYRAKRETINIIE,

% 5. NIST 18492 ) L/ NEFER 59 SRM* YD ITEEER, n=21
B mag/kg

REIER

TOFER) LEC S YA AR SEM S BT 1232-2592 pg/kg,
YT 25.9-54.5 ug/100 keale ERRERE %l%DEF'IE’J
SR E; BELEERBH T 29 pg/100 keal FIKER &
RE,

® 6. ) LEEAMERDINER. B pg/kge B LLABEHFIREYH 5]
AT S BEAN SURMIEIM

H@ES |70, | 1T |”Bro, | °Br B1* B Br*

1333+16 | 3112+151

1- ND [1157+11| ND
=E (87%) (96%)

2993 + 27

1426 £50 | 10815+ 478

2- ND [1455+29| ND |10826% 141
=E (102%) (100%)

1232 +23 | 29850 + 2392

3- ND [1240%15| ND [25660 230
"FE (101%) (86%)

2592 +44 | 9997 + 389

8529 £ 64
(92%) (85%)

4-[E ND |2372+24| ND

2710, ‘ 127 #Bro,” | Br B B Bre*
SME nEE KME SME
1.31 0.74 1.33+0.37 | 0.77+0.07
ND ND 1.29+0.11
+0.04 +012 | 29*0 (103%) | (96%)"**

ND = 12 ito * R BIEIEH
L R E, B8R

B RAhF R EES IR

PO AR LEC T i A am BUR BUR FATECHI M 0, F A LC-
ICP-MS/MS BE N HFAX (n = 4). 91K 6 FiR, EEIFERF
BRAG HHER AL SURER A, BUMEHARLL S ISR A CWESEE
7 87%-102%, FREAIFMPFERMABUDITES. BRIV
AL BOREE RAVBIERSEEN 85%-100%, FREAFMHAFE
BYRITRIE S

* AR AT AT

e e

AR E LR

TE1REX R, M) LECA @RI 20 0 40 ppb 105«
BrO,« Br #1 1", LUAITHIfREIWEN. SFitnFmFE T
FesI=1, HPMFMKR. EZR 100 pL #FHFEIEH, FpRkE
mARAIIARFZASTE 20 ppb A 40 ppb MKE 9IRS T BiFI(o]
W= (R 7). ARKRA, ZAETRTERNERE) LESD
FRAY PO R XS

| 7. IARARE S 20 A 40 ppb BIFMER) LECA 4 @A 10, « BrO, « Br Al 10
BIFEIIAREILREER, n=12

127|03- 79Br03- 127|- 79Br-
THEUE, % 96+ 4 97+5 98+7 1005
EIREERE, % 90-100 89-101 88-104 94-105
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3 NIRIER 7 DITHIFFREE) LECA I “Br Ml I B INE
EE. UM INRE (2920 F 40 ppb) X B EXEMFERIE
JLECH TN, SMREFTE =10 BEEEREZR
100 pL #HFRIG RIFEM M,

x106 | I 008SMPL d 16 | oesmPLd
Woi0smPLd Moi7smPLa
2{MonsmeLd 24 M 018SMPL d
W ozsmPLd M o19smPLd
W oi3smPLd Woz0smPLd
WoidasmPLd Mo21smPLd
| 3
105
& w
K
I l
| - 4 -
. BrO; | BrO, I
1 Br / Br
0 .A_,,_.’Q’\ﬂ_.______,,,_///’\\ o 3\\_4{\ ‘é/,//;\&_
a0 60 30 60
RT (min)

B 3. £EZ) LEST GUeEE) MrEZ) EST (ENeEE) £/mh
IFFRE (29207040 ppb) 89 “Br fl I OB INEIEE., SREIEEN=6

£5ie

¥ Agilent 1260 Infinity 11 RIEBBIE RS Agilent 8900
ICP-MS/MS BXFE, BXNET ) LEAHEERF 4 MR
0. EAPBTFRIREIEFRIELN 6.5 DHAXRIELS
B, I« 105« Br # BrO;” B4R/ NFZF 0.67 ppbo

Z) L EAPRSOITRET X FREMBE R MRIRER BT
XeRERER. Ltksh, EXEFAE 8900 ICP-MS/MS #1717 #if
RUSTENE. B)LEAY SRM FPSNESTMEEIE
B, [EWRERN 103%. 71" MIKE S EEZIEEA
BRIEFN—3UE, EINERN 101%. R SRM RIBHEITEE.,

29

REIER

KR DR EE) LA T AP RG HMER ER 5
REEER, NEBMUYMARMY. HFRFPNLMEETER
25.9-54.5 pg/100 kealo ZEEMSEEMAELR) LECHIH
BYRSROE, {EEBH T 29 ug/100 keal MR iR = PR =,

RN Z AN &N E ) LB A A @R AR ERS
BEAME, £ 20 A 40 ppb F#HIT T INAREIRE N, 4
SIMTERADE, E2) 100 uL #HEIETRIHBFNE
ik,

SE 3k

1. A Milanesi, and G. A. Brent, Molecular, Genetic, and
Nutritional Aspects of Major and Trace Minerals, J.F.
Collins (Ed.), 2017, Elsevier, London, UK, 143-150

2. P Ghirri, S. Lunardi, A. Boldrini, lodine Supplementation
in the Newborn, Nutrients, 2014, 6(1), 382-390

3. World Health Organization, International Agency
of Research on Cancer, IARC Monographs on the
Evaluation of Carcinogenic Risks to Humans, https:/
monographs.iarc.fr/wp-content/uploads/2018/07/
ClassificationsAlphaOrder.pdf (2019 4 2 AiA18))

4. CFR Chapter I: Food and Drug Administration, in Title 21:
Food and Drugs, Ch. 1, Part 107, Infant Formula, Code of
Federal Regulations, U.S. Food and Drug Administration,
Silver Spring, MD

5. Commission Delegated Regulation No. 2016/127/EU
(2015) Off. J. Eur. Union L25,1-29

6. GB10765-2010: &) BERERBREEME, PIE
ARHENETRLES, FEILR

7. Standard Method Performance Requirements (SMPRs)
for Quantitation of Arsenic Species in Selected Foods and
Beverages, AOAC Int, 2015, Gaithersburg, MD, Method
2015.006

8. B.P Jackson, V. F. Taylor, T. Punshon, K. L. Cottingham,
Arsenic concentration and speciation in infant formulas
and first foods, Pure Appl. Chem., 2012, 84, 215-223
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FFARARBIEEILA, 1ES0: Jennifer Nelson,
Lawrence Pacquette, Shuofei Dong and Michiko Yamanaka,
Simultaneous Analysis of lodine and Bromine Species in
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%A Agilent 8800 ICP-MS/MS i&i
HPLC-ICP-MS Ex#l#{T3ER TPt
RS

Rz A ey 4

BRI

=t

AY

mi

REPEEASTENUSYNFEA DS ARNBENXE, A, Am4r
EREEMIIAERARE. TRAFHETERAEREER AR PRI LTR
WHRE. T (As) IE, EERRTHESRETHSBIMNESHKE
WMEERSSE (MERS) FMBISHERMLA. ZELSMENBRIKEE
20 gz A TEHARKEY (FERER) LHER, NERER. FR
IFIREE, B 1970 FRIETXERGHZHER, BRMEBEMHERTIE
EREAUKEFET LR, BRAENAREIERKEE UG AR
HEEFIEPERBEY.

Agilent Technologies



RERLTHBESINEEEE, AATENEEEE
BIMKB T EEENLERSIME, RFAM, TH#
M EERE (As(I) FEERE (As(V) EEESHMEE
M, MAVMSMNEELEE (MMA) FI—BERE (DMA)
HEURIK, WHER (AB) ERINARTEH ., EULIHT
SEBREIRAK. ERIEE. BRINGHLFHR
FHENMEEKEEEFREE RN,

S SIMAERMES, WRAKFEREN), BRI TED
HPLC H B &ML SYARER ICP-MS #HITRNE T
EnWAik.

ARRFRT—HFHERNETE, SEFERTENRA
EEFKERE, BTERTHEREKEMESHRE.
BERN, EAXH BIALWINAERIBNER
ARAMBRER TR LREHMES, UBEXMAE
HENRTHREAF BT TREKFHMEE.

EERERIPE (USEPA) BRI TIRAKDEZHNRST
FHKE (MCL) FREH 10 pg/L, EBERMNHAEEIEH
FRBESERBANEN—5, USEPA FIRXMERES
BHENREEER 08-8 pg/kg FE. EFZRETMA
HitlERkiREE R m. BAE.

TS

BREE

AMARMERTHER (ERT#1-#6) WEHAEE
W, ERTHAXARR—OETRS TR (FEZEE
2 E K Millex-LH, #AJ5 2 H 7 TOSHO 2 8 & TOYOPAK
0DS M) . XA Millex-LH g EMERTHHE R,

SRIEXF TOYOPAK O0DS M i3iEse £ RRIEMR ML &9, By
1 HPLC @i, #REBHIEHNIAX M i
ITERMEL. TRE, ERTERBBAABE—E.
MiEERIZINEREBNSHEEY, NSXBRERRD
WESHEEEL, FERIREERERRRORIR.,

A TN T EIHMER RS A EBRMEE N, KO
THmHEIRPHETTROTEN. ROTARHT
ZaMmEE, BTRABETARH RS &S RIEMT
REISH:

1. XBFKZER

2. Millex i iR2E =R

3. TOYOPAK 0DS gz A

4. FEZA (GER—ETRRRHEBFK)

FBENAF&ETBEMER X 1 @ik HPLC HiERE
R EEERREETRN, BEELE 1, M
TR EEMESEER (BMEE 50 ng/L (ppt)
fEMEEERA, HETEPREH,

REEE, SF—MERH Mg MR (AB), EXMRBE
BFL, EhERZERPEEREE, TETRSEM
AMEEFRENT DS FAS LB HE. BATH
FAFTiARY LC-ICP-MS itk E AB, EBMRERPEFE
HipdkBmR, ERTHESHNRE: EXTEARS
RNA%#, ZHFAZR EE, BAAHABREREEES.
BREEEEN.
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REIER

x10 3] W ook
. Blank 2
. Blank 3
B Blanka DMA
3584
i . 50 ug/L As std As(ll
15 4.087
AB
2.758
€
3 1
(8]
0.5+ fi ik e s il
(e ' \ W
r
|
04

RT(min)

12 14

1. HEZEHMTH, BESTHERTRRA-ETRENBESSE, RFTHENANEAR, 550 ng/L (ppt) MEABESIERNEMEIEE.

ATHRIERMES, LASBHERESMKERNXERY
B—As(ln) 1 As(v), ENHSERHA "SR,

128

BRA—GEETR. BRHESTEZTHSNE Agilent
1290 Infinity LC R R —4& Agilent 8800 HBHES L E T4
BEBEL (ICP-MS/MS) . #BEXA—REBFLER
P (ZEREES 63154-65002, 4.6 mm K42 x 10 mm
RREWHKRE) R—REESOIE (ZELHHES
G3288-80000, 4.6 mm M1 x 250 mm BREFGEE) .
EALEEREREERAEZRTIET. HPLC #1 ICP-MS #
ESHILE 1.

MESHNAESESHAEEREA ICP-MS/MS $ETH
W, BAXH (m/z 75) BRESETFERNTHAERLS
AESHMAE, WXH 1 FiE, THSKME As)
MMA &2 B, Bk, BELUHENACT BT
BEF AL YA BRI SMONE,

W, REMRE R NEESS T E LT MBI XRKKE
({f ng/L 5 ppt k) AEXNUSNHESREERN,

33

& 1. Agilent 1290 LC 71 8800 REHEASBE TR REKRL R AMIRESH

1290 Infinity LC
&
itk

gl

AR
8800 ICP-MS/MS
8%

BT e

A
BUZEN
RARE
RS
MRS
Rt e

BiE
G3154-65002 (fR#A4) , G3288-80000,
4.6x250 mm (534HE)

2.0 mM PBS/0.2 mM EDTA/10 mM
CH,CO0Na/3.0 mM NaNO,/2% EtOH,
pH 11.00 (NaOH JA¥)

1.0 mL/min
iR
100 L

#fE
1550 W

1.05 L/min
2°C

10 mm

oV
BmiRES
TS



FE5EMMIRHF ICP-MS #8EL, Agilent 8800 ICP-MS/MS
MESTHIESRK, AREMREENNKRE. BRUOAE
EXRAEZTHEMORNER, LiREGH & HPLC it
TEFEMEGAT L HERENZIER 7700 %5 ICP-MS
(REELL 8800 #4fK 2 15) L, BHEURBMAETIL ng/L
(ppt) KB,

GRS

SHERSHRNRED = @i - IEERE (S/N) kit
8, dEFHAE S/N=3 BHAMKERRT. IR
PR ASER TR AT 10 ng/L - 22 ng/L ZiE, WK 2,
B 2 ;R THFITE S/N #1 LOD K 500 ng/L ZMESHE
ERHELE, ZRRARINBESEESERNREE
MRIFHIENEE.

-

BOERESEE A 10 ng/L - 500 ng/L, RPEMESLY
XERYF, WE 3R,

ERTPRER

AMAEERTHHMRENEERNE 3 (FREXEE
QERBRE), GEERE 4, RIVNREERTNERE
WEE, BERAZHMUESNTNEAEE, BRFE
RitHERPRHEEME, AKETF USEPA $33IR A KM
R 10 pg/L MIRRE. B 4 mEEEENERAEEZE
Br, RESHBESHAREETRE.

R 2. WEHEN (AB). ZHEME (DMA). As(lll) (IRERE) . BEEMER (MMA) #1 As(v) (FEE) 3 EERILHRRNR,

* S (AB) EEHARARE, ATEE—LEAERERS, TEMEHRTIENTEENH.
e {RBETE (min) EF IEEHR 25 S/N LOD (ng/L) IREARR
AB* 2.823 19584 249584 153 127.99 11.72 -1
DMA 3.602 22117 277103 153 144,54 10.38 -1
As(Ill) 4.128 18022 265346 153 117.78 12.74 -
MMA 6.566 14421 299863 153 94.24 15.92 -1
As(V) 10.431 10265 329325 153 67.08 22.36 -1
Full Time Range EIC(75) : 008CALS.d
x104 DA
I asm
2 4
MMA
6566

= As(V)
2 10.431
[

1 4

D_ T T T T T T T

2 4 ) ) 10 12 14
RT(min)

=]

2.500 ng/L (ppt) REWMESHFARNEIERT T TERNREENRTFHENEE

, MEAT S/N #1L0D iHERES
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75 AB

x10 % | y = 504004000456 * x - 3201.728060
R= 09934

Count

T
. P A
0.2 04 0.6

Conc{ugiT)

75 As(lin

103 | y =530839.362384 * x + 1060505205
R = 05939

Count

T
. o A
0.2 04 0.6

Conc{ugiT)

75 As(V)

«103 | v = 658916.005205 * x + 1656.359141
R = 0.995

Caunt

T
. o A
0.2 04 0.6

Conc{ugiT)

B 3. AB. DMA. As(lll). MMA %1 As(V) IR 1%

35

BEEHFR

75 DMA

«105 | v = 556209.564086 * x - 412.578074
R = 0.9999

z
I}
i 02 04 06
Caonc{ug/l)
75 MMA
%105 |y =583679.863370 * x + 6B6.572544
24 R = 10000
z
[}

T
. oo a
0.2 04 0.6

Conclug/1)



% 3. XH LC-ICP-MS/MS S iAMEIERT REPAEEHBESHNEESMER (ng/L)

R pg/L

REIER

=38 HEER AB DMA As(lln) MMA As(V) FeHl b St
ERT 2 0.069 0.196 0.704 0.033 0.631 1.335 1.600
ERT2 2 0.066 0.037 0.062 0.006 0.008 0.070 0.173
ERIT3 2 0.063 0.292 0.847 1.633 0.827 1.674 3.662
ERT 4 2 0.052 0.276 1.014 1.475 1.977 2.991 4794
ERIT5 2 0.067 0.225 1.196 0.795 0.724 1.920 3.007
ERIT6 2 0.043 0.254 1.218 0.005 0.095 1.313 1.610
Full Time Range EIC(73) : 0135MPL.d . Full Time Range EIC(75) : 0145MPL.d )
Apple Juice #1 Apple Juice #2
xi04 x104
2 2
As(lll}
4178
_ 179226 -
g g
1 1
As(V)
D 10.289
3.63 ,
j L ™ feis o
11825 | . 1391¢ 214 12727
o I - e / e o _i-;”_zi‘_& P e
2 i & B 0 12 P 2 i & 11 10 12 14
RT{min} RT{min}
Fudl Time Range E I(:{Jh]: 015SMPL.d . Full Time Range E I(:[a’h]: 016SMPL.d .
’ Apple Juice #3 ’ Apple Juice #4
%104 | | | %104 | | | |
MMA ?12;} AsV)
: s ‘ e s
218430 :IHILEHEP
| A
< As{V) a |
' \ hicd ' |
3,622 [
410 I Al ag 4506 | ] \ \
e AL U\ S\ mAll ) N
0 . o —— I ] ] ] ol - B — ] ] ]
2 4 -] 8 10 12 14 2 4 ] 8 10 12 14
RT{min} RT{min}
Full Time Range EIC{75) : 0175MPL.d . Full Time Range EIC{73) : 018SMPL.d .
’ Apple Juice #5 ’ Apple Juice #6
X104 Ay ' | | X104 Ay ' | |
4| 4168
PN 53
2 2
E E
Z MMA =
° ' i AsiV) “ ' ]
ow 1sres Jer
A8, 5061f | { 1 A 5"?7 MMA As(v)
2,783 I 2722 ) 6.657 e
12436 [’r\ \ { 9794 I|, 5 22576
p— - L__“.} ] ! = o1 “"“L. lﬁ.?'ﬁ ! —
2 4 -] 8 10 12 14 2 4 -] - 10 12 14
RT{min} RT{min}

4 AHERITRATRESHREE

36



?’Wﬁﬁ?‘&ﬁﬁﬁﬁﬁﬁiii‘l‘qﬂi’ﬂﬁﬁiﬂ, {8 Sk EF0
AREBESHENKESER. A, EUKHAERITH
mi, SWESNSKESRT 5 pg/L, KT USEPA 3

REKERKTERE (10 ug/L) IR —%, IEERFLE
THlE (As(lll) 5 As(v) Z2#1) MERTF 3 pg/L, #E
FrGs AMERTERPAEMET 2 po/L,

InFRE E LR EN
ATHWIEMEGERFENAERE, XRRRESHESHE
ERRETIMRERERSE, #1 FRTHERIMFHESR
BERE 2 EHBEHEPAKER 500 ng/L, IERE AR
BERESNE, BEAFNE 7 X, T4 JHTHEWE
BHRERTE (RT) FIRELER. RB 7 REESHH RT
MKEERRENENY. MEMESHRBEE %RSD
INF 05%, iRE %RSD INF 1.6%., Fr 7 KRS
EEISINERR

R 4.1 pg/L iREBRTRIARE #1 ERTRRIMRERENEER (n=7)

Bag AB DMA
{REBHE  RE (ng/L)  {REETE  RE (pe/L)
(min) (min)
ERT 1 AR 1 2.7 0.848 3.62 1.112
R I0AR 2 2.76 0.862 3.61 1.116
ERT 1IR3 2.77 0.872 3.61 1.125
ERT 1047 4 2.77 0.886 3.61 1122
ERT 1 AR5 278 0.882 3.61 1.134
R 1 4% 6 278 0.873 3.61 1.146
ERT 1 AR 7 278 0.881 3.60 1.145
TYE 278 0.872 3.61 1.128
IRAERE 0.0076  0.0133 0.0058  0.0135
%RSD 0.28 153 0.16 1.20

37

(min)
419

4.19
419
4.18
419
417
4.17
4.18
0.0096
0.23

As(llN)
{REBETE  RE (ng/L)

1.606
1.632
1.621
1.632
1.643
1.637
1.651
1.632
0.0148
0.91

(min)
6.43

6.43
6.41
6.41
6.41
6.37
6.35
6.41
0.0306
0.48

MMA
{REBEHE  REE (ng/L)

0.980
0.996
1.007
1.003
1.008
1.016
1.018
1.004
0.0130
1.29

REIER

As(V)

REMHE RE (pg/L)

(min)
10.62

10.63
10.62
10.63
10.65
10.68
10.69
10.65
0.0291
0.27

1.524
1.560
1.551
1.554
1.561
1.697
1.588
1.562
0.0242
1.55



w104 | Appieluicesi 1
B cppleluice#l 2
B appleluice#1 3
) As(l

. Appleluice#l 4 4139
Appleluice#l 5

Apoleluice#l 6
B cppleluice#1 7

5. #1 RN 500 ng/L BARESRE) 7 K FATUEBMEEE
+
i

XA Agilent 1290 Infinity LC BXF Agilent 8800 ICP-MS/MS,
WE T HmERTH pg/L L pg/L iIKEMEEFERX
THE As(Ill) #1 As(V) ERR RS, BEMER
THRBTEHRENTIEN 2 EFE, S THERESHE
10 - 20 ng/L (ppt) SER M AIRIR . FrERMMERITH
MR TH (As) B, ERAZREPREHEESNIR
E&R. EXMAMAMHERT, AESHLSMHIRET
5ug/L, FTEHERBIHE (As(lll) F1 As(V) iz )
HKESMET 3 ug/L, MASHHANREFEEMET
2 ug/L,

ETHBARERTTHLEINIMERBI DN, RINAEIE
XHTENEERANAREEERER (FDA) XTELHN
MEBERENELT, BRERITMAGRRIHENRG
MERL. RMNMAFTHLERTHUREREE T XE
FDA EIRIRIAELER, HMENKHERTHRS,
FoAERR & KR FIRAAH 10 pg/L HIFRE.

SE M

1. Tetsushi Sakai #1 Steve Wilbur, Routine Analysis of
Toxic Arsenic Species in Urine Using HPLC with ICP-MS
(3RF HPLC %1 ICP-MS EMAMRBPHBEZTHEE)
LR AR 5989-5505EN
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{5 LC-ICP-MS/MS &SI EEIH
YA S

IASERSIE
BRARK

G

B (As) RABETHRF, BAZREHERERREMX RS EE,
ARRREIER . ABEMRBEFTWERE, URRIWKREGHMAYE
FIE, —BREMITER, HEFEPIEERTE. fi, £ 20 4 70
FARRLETSHRAUFERNZER, BE—LEX8D, HERMMRE
BHEEMNARS. TBETKPRMEEREYRIE. UEEBEAFG, M
BEMERREIREIZIRMM,

HERMMINEFUSMEREFE, SHEANSERITER. WL
220 (1As) B5E As(lll) (TEFERER) A0 As(V) (FEREL) , XERAMSM
o, WIARN 1 KBUEYIR. MHLbZT, HEHRE (AB) BfEHBehs
EREH As 12, WABERLELE, BFARLS As SERNRKER

Agilent Technologies



LUK iAs BENREREM, ALtEREXENETRERTE
MESHNEE, MAVNESL As RE. XERRY
s B EIER (FDA) XERTHRY iAs #E T 10 pg/kg
(ppb) BYITENIR(EY, EBEEBATHKMAEEED As

SENEHZEM. MEX CERRENE (VOA), R
KEEE) MM (BfREE5EEBEAHR (01V) 25
RKEEBEPLHNREIEZREMES 100 pg/L
200 pg/L (ppb)® 4,

BRBSRRARKEINE R Fit, FEFEHRERT
SENRERERERNEBRMIEFL iAs F2, UL
HEMBMARNENER, HF, KREABEAIEN—
MAEE, FRASMEREEIE (HPLC) X RREIAASHI b
HITNE, RAERABBRBEEEFARE (ICP-MS)
HITEEDH,

EXFRB A EEF5LriH Jackson FF&RBY As 259
M7A%, &AEE HPLC 5HRELIOiRF ICP-MS (ICP-
MS/MS) BXFY, ZAMZtRA HPLC-ICP-MS/MS, %A
m, 5925191 iAs X&RRE, EAmZaftAdat
S35 As(Ill) |k As(V)" 9, A EREIEWL AsIl) H
L As(V) R D MFAIBE LIS, 8EBE 2 oA
B—BREMER (MMA) I —EBEMER (DMA) 5 iAs (2
As(V) F2) BB AFENSETEILL HETATF As 2
AOHHI FDA 75551 10 159,

EAHIFTH, 7E ICP-MS/MS Rif$Z//z Rith (CRC) H3R A
|REARNSE, LURRTT “As BIIETH, REFE
FHenNIBE. SRR, finiAsHenEmit
MEIM. BRI ESE5XLREDHE—THEEEER,
XA EH T T H—F I,
RIEER 5
R
As (I11) 1 As (V) tr/ERM B Spex Certiprep
(Christiansburg, VA; Metuchen, NJ, USA), MMA #
DMA #r#EmMEBE Chem Service (West Chester, PA,
USA). AB trEmE#H#ME Chem Service, FHEHRBE
meESRIEY (RR) #THEEES. XF DMA,
MMA F12 iAs (As (lll) 1 As (V) 2F0) , HIERER
0.1. 0.5. 1.0. 5.0. 10 #1 20 pg/L (ppb) BIRREIREE,

rﬁi
Bl
il
.l

¥

LI (V) ARPEAEMARNMAEELEEE,
EMERESIRKRAMEERANEEEZ—: 458
A, BREE. RaAEE. ERENEEHE,
EEmmIREF (MB) RS, WHIIEMHMFIER
THEEEHITT O, R 1 FNETHREFRNEEE
KRB, RIERM. MES. FONEBSENFA
=8

® 1. BFRIENBRTIXEFRANEEEERNEEELE.
BRI, i, FOMBEREE

BE xR mESM S E  ERaR
(%V/v)
WA, |
v Z2AR MSEE  RER 95
V-2 EEEE ERAR ﬁ%gﬂ 2013 13.0
V-3 REE ;%é%a%ﬁ =EDE SR 120
V-4 BERGE RO %ggﬁﬁ@/ 2012 200
V-5 OREE AEEK SHEE 2013 145
MB-1 IHEE FEL itise 2000 135
MB-2 HEE Btk RIUEER 2004 138
MB-3 BH&EEE STLiE ZEEHE 2013 13.5
MB-4 Iﬁfél% e MMEZIED 2013 105
MB-5 BEEE R HfEE 2013 135
HFma g

BL1:1 BSLEEBISE H,0, IINFRBE#GF, B As(l) |k
A As(V)e BEBFKHE—THESMER, FLHERE
EHA 5K 6 (MIHERERZENEREEER) .
REFEESMERETD 0.45 pm $H3537888, LUIRERE
TR, FRE As FIESIRU T = MR EMRER @ V-1,
V-4, V-5 (398—3XFH) © 5. 10. 30 pg/kgo

128

¥$ &% Hamilton PRP-X100 5 pm 50 x 2.1 mm &g
Y Agilent 1260 HPLC 5 Agilent 8800 SREXIUiLAT
ICP-MS (ICP-MS/MS) BXF. mzhtE79 40 mmol/L Bk
28 ((NH,),CO;, JREEEZK 99.999%, MWH Sigma
Aldrich) , EH% 3% v/v BEE (Optima LC/MS 4%,
M E Fisher Chemical) , FRAE& K (Optima 4,
Fisher Scientific) 3 pH T E 9.0, ICP-MS/MS Ft&

40
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IEHRSINRS, ZRAAEIEFAR 2.5 mm ALE
NAXREE. ARELE. BEROEHIMNEEZEO
§, 18R FDA EAM §4.10 1 4.11.15 #fTIEFRHT, ¥
SREEHLETR 2%,

£ 2. HPLC-ICP-MS/MS #&1E& 4

rﬁi
Bl
il
.l

HR51TIE
RIEFT ZRFF AR
TEAMRF, HEAANERETEEEMERID
Bffal, EARFGENFAIIER, HASME Jackson B
7%, ERBRNREEE. EBEFRREER. a8t

1 RH7T 0.5, 1.0. 5.0 A 20 pg/kg RRMERERR
RAMESEILEE, FiE As FSHERSHREEIE
Mo E. RER As(lll) & As(V) FHLL As(V) B9
NIWFRE iAs, BIEIAEXTHFIRY FDA EZM A EEES

DMA. MMA #1 iAs MIREMZIYE TH RIFNA N
(B 2) ., B&iAs 9, BEEHFRTIFAE As KEWE
LMSEER, iAs BERSKEREFRFERN 150% &R

iAs BN ESARIEY)

ICP-MS/MS SERERER LR,
EEMINE 1550 W
EKERE 8.0 mm
EHERE 2°C
EA 0.95 L/min
EBR= 0.20 L/min
12EELE 1 oV _ -
A E B 50V RESIARESIEL
EhAEIE AR E -7V SR
HERIEK (0,) TR 0.31 mL/min
FEE MS/MS
Q1/Q2 FREH 75/91 u
HPLC
AR 0.5 mL/min KRETUEH
BEEE 5uL
HaRE 4°C
ISTD W2 5L
x10* | 0.5 ppb pmA
4 1.0 ppb
5.0 ppb
1 20.0 ppb MMA
12
o 2
04 PSR /Awk

A

0.5

1.0 15
{REBIE] (min)

1.0.5. 1.0, 5.0 7 20.0 pg/kg BOEFFHMBINE. BISMBIREEEEIMN AB AT CRENEFATIEY; FODIE)



75-=91 DMA
x10°

Bl
=
g ]
0 . .
10,0 200
ARE(ug/9)
75->91 MMA
x10°
2_
2
=
g ]
04 | .
100 200
HRE (ug/9)
75->91 iAs
x105
2_
Bl
£ 4]
04 | .
100 200
RE (ug/9)

2. DMA. MMA F12 iAs (3ZI2/EHY As (Ill) F1 As (V) BO2F]) B9
Liog:d::: 53

153MpR

% 35 TXF 0.05 pg/kg (ppb) EITHITEENESE
B MPR (LOD) FIEZR (LOQ), n =15,

REIER

£ 3. LOD (30). LOQ (300) F1&E%EE LOQ {HEE

LoD Loa &HEELoQ EHEE, (6ZHE)
(ng/kg)  (ng/kg) Hg/kg
DMA | 0.018 0.175 1.1
MMA | 0.026 0.258 15
iAs 0.022 0.221 13
ZEEERUFFRIBING| B
InAREINEEE

BEMEES (DMA. MMA F#% As (V) iHB92 iAs) LA
5. 10 #0 30 pg/kg BUREXTHE M V-1, V-4 1 V-5 i#
mix BIR—=mEHD) . E=HARAMNMITRET,
FiE As FESHIFIIEIUNE S 10043% (R 4) o

R4 BEEV-1. V-4 11 V-5 R=FIIFFKRER DMA. MMA F iAs
MERE (EYEFMER)

DMA MMA iAs
FHE, % 102 97 99
SEE, % 97-107 91-102 95-103

EELR

fFER2HHH HPLC-ICP-MS/MS A7ASIFRE 10 fE%E
EHITO. R 55T DMA 1 iAs BISENRE, FR
B MMA BRESRTITESEIRY LOD (0.026 pg/kg),
TEEE. BEBMAEFINTNKRESHER FDA
EAM §4.10 # B A" SRIMEHRITILR, NBLER
ZIE—E AL T +10% LN, EFREEEET,
iAs KERTKEH As, RE—1EEEH®R (MB-3)
FREER DMAREEEST 1.1 pg/kg BI LOQ, V-1 HY
BEERLE 3,

SRR, iAs BRESEER 1.740.3 E 32.910.8 pg/kg
(BE&ST FDA MIEMFER A iAs HNITEIRE

10 pg/kg) o FAE As FESHUREZM (5 5) HISEE
M 2.2+0.3 pg/kg BIER1R{EEI 32.9+0.8 pg/kg MxE
8, XMNEERT 100 pg/L BIINEABREF 200 pg/L
8 oIV BR{E,
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REIER

R 5 NI FARMIGIE (V) GEENEMHHRET (MB) @58, BRARER “UEEHGREXR HWONAENER ERPFRERENRS)
5 FDA EAM §4.10 I B EMEERFITILR, B “SSMME" FRU “EAM §4.10”7 HIE ‘RSN R “SRE”, HEEFIE SRR
(FEHESHLLH)

Ha DMA (pg/kg) iAs (ug/kg) 2 (pg/kg)
EAM §4.10 SCiME EAM §4.10 FTiME BRE Zdsbil|

V-1 0.81£0.1* 0.72 £ 0.04 (89%) 144+1.0 16.0+05(111%)  16.5+0.02  16.7+0.5(101%)
V-2 0.74 £0.04* 0.72 £ 0.06 (98%) 10.7+0.2 11.4+0.4(107%)  12.6+0.16 12.1+0.3 (96%)
V-3 0.75+0.1* 0.83+0.04 (111%) 92104 9.5+ 0.6 (103%) 10.4+0.11 10.3 + 0.5 (99%)
V-4 1.70£0.1 1.86 + 0.06 (109%) 21203 2.3+0.4 (109%) 4.5%0.01 4.1 0.4 (92%)
V-5 0.45+0.01* 0.47 +0.04 (105%) 15+0.3 1.7 £0.3 (113%) 2.410.03 2.2+0.3(90%)
MB-1 <LOD <LoD 30.2+1.3 32.9 £ 0.8 (109%) 34.4+0.4 32.9 £ 0.8 (96%)
MB-2 0.33 £0.04* <LOoD 7.57 £0.49 9.120.4(120%) 91203 9.120.4(100%)
MB-3 0.71 £0.08" 1.1 £0.0 (155%) 2464+040 27.6%0.7(112%) 28.9+0.9 28.6 + 0.7 (99%)
MB-4 1.16 + 0.09* 1.0 £ 0.1 (86%) 26.3+0.89  27.5+0.9 (105%) 27.9+0.9 28.5+0.9 (102%)
MB-5 <LOD <LOoD 3.5%0.25 45%0.1(129%) 47%0.1 45%0.1(96%)

Ti9E £ 10, n=3, * RETTF EAM §4.10 757589 LOD (0.17 pg/kg) A1 LOQ (1.3 pg/kg) ZiEl, B LOD # LOQ SKiE, EE WK 3

x10¢ | EEWE ST T:EZIKEH?EEF‘, ,E"\Eﬁl%%l'ﬁ?ﬁjﬂ 2.2-32.9 pg/kg, E{E&
|- J”- FMEARABEHENEE (100 pg/kg) MEHE

\ MMEES5EEBEARNENRZARE (200 pg/kg) .
i A, iAs REEETPNEELS, MXNAMEEBE
B ) iAs REBH T FDA MEMFERTH iAs 891750
= PR1E (10 pg/kg)o

DMA

o RS = / \-a- ~— KAWRE “UIELRER A ERENERSME
s 10 15 F8 FDA EAM §4.10 SXEMEUIRIEEM S,

3. HEERG V-1 SREENENENEIEE

e

KEIRNE T —HE R, I3E BIRIERY HPLC-ICP-MS/MS
FiE, RAEANERSHNERNSERESHNTN As
23S (As(lll) # As(V)) BISRREUNFEFHEN As 2
SHNE. EFRFILIERRE, A H,0, ¥ As () &
LR As (V), BEBELL As (V) FERME R iAs, MIME
RERMDBEAEEFRPHNERAS. EREIEEMN
0.5 mL/min JRRIZHE T HENRHE, MMEBER
BENHEEZE, SERATUEEEE+TEN FDA 5
JERELL, A EMESISITRIEMRT 10 &, HkE
T MPRANE = PR

LNl

v
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H. Garelick, H. Jones, A. Dybowska, E. Valsami-
Jones, Arsenic pollution sources, Rev Environ
Contam Toxicol. 2008, 197, 17-60

U.S. Department of Health and Human Services
Food and Drug Administration Center for Food
Safety and Applied Nutrition, Guidance for
Industry Arsenic in Apple Juice: Action Level
(draft), 2013, 2017 £ 8 BifiA): https://www.
fda.gov/Regulatorylnformation/Guidances/
ucm360020.htm

Canada Ontario, V. Q. A., Wine Standards.1999,
2017 &£ 8 Bifin): http://www.vgaontario.ca/
Regulations/Standards
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Analysis.Maximum acceptable limits of various
substances contained in wine, 2011 issue.
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Spectrom, 2015, 30, 102-118

B. P. Jackson, J. Anal. At. Spectrom., 2015, 30,
1405-1407
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Gunnlaugsdottir, E. Krupp, J. Feldmann, Anal.
Chem., 2014, 86 (2), 993-999

H. R. Hansen, A. Raab, A. H. Price, G. Duan, Y.
Zhu, G. J. Norton, J. Feldmann, A. A. Meharg, J.
Environ. Monit., 2011,13,32-34

K. M. Kubachka, N. V. Shockey, T. A. Hanley,
S. D. Conklin and D. T. Heitkemper, Arsenic
Speciation in Rice and Rice Products Using
High Performance Liquid Chromatography
- Inductively Coupled Plasma-Mass
Spectrometric Determination version 1.1,
2017 & 8 BifiAl, https://www.fda.gov/
downloads/Food/FoodScienceResearch/
LaboratoryMethods/UCM479987.pdf

REIER

10. C. K. Tanabe, H.Hopfer, S. E. Ebeler, J. Nelson, S. D.
Conklin, K. M. Kubachka, and R. A. Wilson, Matrix
Extension and Multilaboratory Validation of Arsenic
Speciation Method EAM §4.10 to Include Wine, J.
Agric.Food Chem., 2017, 65 (20), 4193-4199

BEZER

XFAMRTEICR, SN Patrick J. Gray,
Courtney K. Tanabe, Susan E. Ebeler, and Jenny Nelson,
A fast and fit-for-purpose arsenic speciation method
for wine and rice, J. Anal. At. Spectrom., 2017, 32,
1031-1034; DOI: 10.1039/C7JA00041C

st
EEMMNAFZHLEHRIREREZEENENHEI TR
#ECRIFF AT Gerstel US # Constellation Brands BY38
M %,

]
ZWIBERATF Agilent f
8900 ICP-MS/MS

AP HAYZE R H 8800 (X 2FIRTS,
BLEWIEEFEATF 8900 ICP-MS/MS,
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Jenny Nelson'®. Helene Hopfer'**,
Fabio Silva’. Steve Wilbur’,

Jianmin Chen’, Kumi Shiota Ozawa’.
Philip L. Wylie®

N R A ) R R A R
MERER, EEMFEREIMNE
LT

TIMNARFBAFHIRERRS
S5NENH, EEMFREEIM
LT

‘RRERRERAR, EEM
FERIMNEsT AT

*HM Clause AT, EEMFER
RIS 31

P RREERBRAR, EEE
IS B /R BRI

45

FIBETF GC-ICP-MS/MS A%
W75 & NERmPRINRE

N A EIR

Bl

MEBMPHRAZREN FEL)LRHALEEE, AAMITERANN
BYEREIRMURESEES. RERAEZEHHRMHASR
WFIY (EDC), HIt, BIFEEITRERK, LTI RABE
BIhEE, MMmEE M) LZENR K. RAETRE KPR EEM
Ry, F/RATERERTEEBIG RRERICIESBEAN 2B
RNEEENERBEDINAENF R, KEHRAZELRERE
F8 QuEChERS (M. fEIfE. &5, &N, MAMETL) FEBAE
X FRRENGEIRMERY, BREERASHEBIELKERE (GC/MS/MS)
DIFREW, XNTFELAMRN/HRMREBIRE, NERREE
TEEREXEIIE (LC-MS/MS) H#1TH M. —HMIEFRFLNBRZARNT K
BRMEEIES HEXIEIRAT ICP-MS BXF (GC-ICP-MS/MS), ZARFRETS
BEMNEAZHRAFHNEEF P M S (LUK CIF Br) ENEK

Agilent Technologies



#j, GC-ICP-MS/MS 1B 7T IFE B BN EFHMIF
54, HEXIBERTHRANSE. BSHARTRR
AR BFHEMEEY, GBI E .
RAPERF. BEYHRINFIUREENER PR
=ML EY.

LI

i3

=MRZEARM B Ultra Scientific (Kingstown, RI,
USA) FIRIEERIR QT (BBHS 5190-0468) o A
WE ZBEEBREINE AR U R EAR, AT A
FRIELARIEE C B IE A B R ECHI BT B Ko

HamSHEma g

M ARERERPHNRGESEHTRN, 8
BRI BERKRE (WEEBBERS) M=MF
H (WEYHE). SFREEmERYRL, KH
AOAC 2007.1 QuEChERS /574 [1], 1#F QuEChERS %
EAFIE (R4S 5982-5755) EBEFEEN=R,

B, TREXLY 15201 g ) LB M mEL 520.1 g FMH
BT 50mL BOE, HFEEAMAN15mL 2. &
AR EESRT, FERREESISRNESMEmE
171 min B9RMRS. MMAEE 69gMgS0, M 15¢
NaCl B9 Agilent Bond Elut QuEChERS ZEEXTC7KEh &L,
KRS 1 min, FAIRTE 2600 g &5 min,

RE, BemL W EBZBEAREBE 15mL BF
—AR/K RFNFEFAY Agilent Bond Elut QUEChERS 438K
SPE Bi\E (ZB4S 5982-5058) 1, HhElE N-B
EZ ZR& (PSA) 1 MgS0,. BB LERIEES 1 min
F7E 2600 g FEL 5 mine BFAISH LBERERE
IFERIEE SR (ZP4S 5183-4496) HUHITHM,

6

fS£A3 Agilent GC-ICP-MS 1% (G3158D) 4§ Agilent 7890
SHEEIE{NS Agilent 8800 ICP-MS BXFH, BMIER
BEOEERRBEER, F—ReEEsm K, M
20m x0.18 mm x 0.18 ym (F#/E) DB-35ms BHI5
M (U) EHEFE EBHS 121-3822U01) I F GmE&
A LIRS G3903-61005 1214) . ZBigiF R
EFEOMWERZEON—RzE, HFEEETEE
SRFIFITRW, UREHRSTEYMENFE IR
B, FREEEN 15m*x 025 mm (RR) x
0.25 ym (BR/E) DB-5MS Ul EAER (HHES
19091S-431U1) , HEZEEWRIFZONS—iHH GC
HORFMW ICP-MS RR%EOZE. #EOKRESE
280 °C, FEARDMEZHTEE, HEEN 1L, FIA
AN ERSESEEETEYENFENEEF
&, GCRIEBEEZ BT R HIEMTIH (2]

BAmAERENE—BES, ALE(E ICP-MS
EFEFAPREERBEE, SRHENEIHEEXT
Bif. TiBREXEIEFAR DK ICP-MS (ICP-
QMms) #HITME, AKX ETFINER. AM, £
MS/MS [z R AR T HRERY ICP-MS/MS 1& A FER
XEESEFHRE, HEbFZJiFrBERY ICP-aMS,

HEEmIRERSZH P M S #ITEED . EX
R, EH MS/MS REFRBEXHLL 0, FAR
RS, DR m/z 47 RN FEF Po*
m/z 48 IR N FBF ¥S0" MRS P A1 S 17

ME,

£ ICP-MS/MS B ZR, BEMASIEEEH
HEOMIEBNEE FSERITH] (aux EPC) IRV SEHS
B AEE 100 ppm H,S IR, ¥HXIEE H,S N
RSN TS 55, WK MSETR R
AMIREHITMM. EVREIGRESGE, URIKRS
NEEME R, RAREESZ—MIBEREESE
5|\ ICP-MS/MS LASEINE E#MAINZ A, ICP-MS/MS
BIEZFHRR 1
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2 1. Agilent 8800 ICP-MS/MS H2ES 1

EIEERE (mm)
BEWSRIRE (L/min)
J\IRAFHRERE (V)
EHREIRAR (V)
RIS

R RS AR

EMETEE

HR5IE

JHEIA GC-ICP-MS/MS F57A894kME, 5351 10 NF0
6 MUENMELUR T BARER P (£9 0.01-16 pg/L)
S (£908-33 pg/L) MIRIERLL, ZRELRN
ERAPHXLETEMTISEE. TEEMRER,
S EYMHNRER BN ARE 3 T 4 MRUER

PHISNE

3
0.6
-0.5
-13

0,

FETERY 20%

Q1 » Q2
31 »47;32»48

31->47 dichlofenthion (F)

%105 | v = 8122.0860 * x +38.0000

Count

R= 09392

11 BEC =0.004679

REIER

32->48 aspon(S)

50

x105 |y =7998.8104 * x +5486.0000

Count

1R=1035378
BEC = 0.6859

10.0

Conc

E. EFBEKaYH, P S XAWMTRYRET

=T 0997 WHEXRER (R), REAERECERNAR
MEHLLME, WK 2 PR, PN S RRMRIER

£ 9NE 1 PR

2. 2F PO F s0" MEFFIH 18 MREUSYIRIBATEREX RS (R)

wam
HER
=57
FTHB
R4
BERZ
FRESEE
RIS
A E
BFHR

T sk
=B
2wk
U
NIk
A
it
BURBE

47

{RZBFiE] £ 0.3 (min)

4.103
5.926
7.0M

7.185
7.299
7.858
1973
8.44
8.705
9.486
9.541
11.158
11.527
12.547
12.851
13.263
13.827
14.587

P
HEMBIBAEER (no/L) XA (R)
0.02-12 0.999
0.02-12 0.999
0.02-1 0.999
0.02-13 0.999
0.02-21 0.998
0.01-10 0.999
0.01-10 0.997
0.02-1 0.999
0.02-16 0.999
0.01-9 0.996
0.01-10 0.999
0.08-9 0.999
0.02-15 0.999
0.01-10 0.998
0.14-10 0.996
0.01-8 0.999
0.01-9 0.999
0.02-14 0.998

100

Conc

1. EE: BRAENROEL, BT PHER (BP0 NE) -
TE: mRFERRERL, BT SHmE (L s0" UE)

S

WEMEIRAESER] (ng/L) TEXZRE (R)

13-

0.8-
0.8-

0.7 -

-12
33
-26

10

10

-1

16

-28

-20

0.996
0.997

0.997

0.999

0.995

0.999

0.998

0.997

0.991

0.999
0.996



RIBERZAFFT AR ES AR, XA BaiRY GC/MS/MS
1NESFR1EHIRZAIRINIRR (DL) BETELY 0.1 = 10 pg/L
Zi81ZEEh [3, 4], = 3 FR5IBYERIEZRRE GC-ICP-MS/MS
EENBRANNEFIRMET S GC/MS/MS 8k
ERIRKAY DLe X FEMAKLAMS, GC-ICP-MS/MS
MRS GC/MS/MS R1FBVHC N RHEa A& =
R IFAFIP AR RAYEELH P S2RTK
N, BEEMR (L0Q) EFAZSHERLELRE
FREREY 10 pg/Lo

2 RHERZEITF P S B MEIERE, RIERN
LETHEESZMETENRA, LB miERP
HRASEFHTTNE, EFHEMEF 200 pg/L KL
BARHE P ESHBIZEIWNE 3 Fim. BHEEREY
TR UIER N E R mEmPEE,

REIER

dichlofenthion

_ S m/z32->48
chlorpyrifos-methyl P m/~z31->47
phosphamidon

fonophos .
carbophenathion

ethion

thionazin chlarfenvinphos

aspon leptophos

trichlarfon

fenitrothion famphur azinphos-ethyl

dioxathion

phosmet

)
crotoxyphos
BT N1V Y W U
0 X

Y

2. BIEEIRRT RGBMPEELNRAGLEMHN P F S REF
FEH4Z J. Agric.Food Chem., 2015, 63, 4478-4483 #31%, MATHTA (2015)
EEFEHFFS

R I RAUEYRRAREFTRENLNR, MR (LOD) B 3 fZS1REL (S/N) HEEFH
S

R RT % 0.3 (min) &4 DL (pg/L) FTZ DL (pg/L) 1L &4 DL (pg/L) 752 DL (pg/L)
#HER 4.103 0.178 0.021

=285 20 5.926 0.221 0.028 11.93 1.580
FFTHE 7.071 0718 0.077 9.708 3.231
Hh R Bk 7.185 0.455 0.057 7.917 2.057
Wiz 7.299 0.923 0.095

PREkR 7.858 0.362 0.036 15.80 1.604
ARSI 7.973 0613 0.059 24.18 2.399
FISFRRS 8.440 0.907 0.101 19.52 2.253
AR 8.705 0.200 0.033 9.912 1676
FAR 9.486 2.020 0.174

T 9.541 3.338 0.329

=Fh 11.158 0.583 0.053 9.585 2.684
sk 11527 0.707 0.114 1151 3.832
SURERE 12,547 2.206 0.210 20.61 4.054
TR RS 12.851 3.829 0.374

TR 13.263 1.125 0.085 18.35 1.425
wmimbh 13.827 1.812 0.163 21.33 3.952
EoR 14,587 1.392 0.189 7.840 2.198
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m/z 31 ->47 (P) buerh tea

] ‘J e W
Green tea

I U Lwl@uw%mm
Baby food

200 ppb (compound concentration]
Mixed Standard

50

100
RT(min)

3. R EIEEREEME SE S 200 pg/L BOEIREEFNISH
PIES

FE#4Z J. Agric. Food Chem., 2015, 63, 4478-4483 #21X. HRIREFA (2015)
EENHFFS

it

GC-ICP-MS/MS FiEERAFBIMEXREFEEX
BNBANENMRAHTEEEMENSRBER
M, ETF Agilent 8800 ICP-MS/MS BB EEE KR
&5, FEt Ge-ICP-MS/MS #8ELF GC/MS/MS ”E
MBERANNERME T FENRBE, RSN
BXLREmEmRT, HENE T RE,

49
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EZER

X FANANTEIZAR, 15EM: Jenny Nelson,
Helene Hopfer, Fabio Silva, Steve Wilbur, Jianmin Chen,
Kumi Shiota Ozawa, and Philip L. Wylie, Evaluation

of GC-ICP-MS/MS as a New Strategy for Specific
Heteroatom Detection of Phosphorus, Sulfur, and
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{#F HPLC-ICP-MS illl5E7k 01 3%y B 5k

. v

[ ] . [ ]
o. o .o

o%e

o.'. ...o
0,0
o ‘ o

e : °. TRiS Rip

fe&

BEE RECRE (WE) BRLAH
HEILRE, 8B4 100022

. ENEREERE—EERRM
HEES, B4 266061

wE

FHAREHERT AT EINERERNCERNSE, %
FEETEHNRHEEE (HPLC)/BREBEEEF AL (ICP-
MS) B A%, REUCFESTAZHRRE, ELERTEM
REAEASBHETREEEEE, TRERNIESHY,
HPLC-ICP-MS F AT AT ATkt BuEm. ZHERFK
t MeHg, EtHg 0 Hg** B9 MRIETF 10 ng/L, TMTFLIE
BHRPRKLEEY,. CHEE 80% F 120% 2iE.

CIE

R R P R EENG Y. £8 KT
H, IR (Hg) LR AL ik il s 4,
2R, BAESRG, @R, k. LiERA
Wk, #EAREIIGR, X R R ITRAA R RN
ARG REAFREIPER (1], A FH, KT
R BT LA, LR IR B A
Al HHIR (MeHg) A& FRBERI A Pyt Fk b e WL B Y
AHURIL AW, Wtk KRR, iR (EtHg)

Agilent Technologies

ISR MIAE PR AR ZE WL, MeHg M MEEL TEHLIR
L& EPEE SR 10-100 £% [2, 3], Eflh—E &
() MeHg 5t & FEAN L5 (4], BARAKERINE
ek, BrCh MeHg w] LAsg ok ifi f 5# B 55 98
AifERE (5], B JLI R TP & & #, Bk
W B2 B MnE, RIFEZ RN K B e TLES)
M SHE . — BIEAIREE, EWiE sl SRR
Ak oh MeHg, AR AR AR, f2mE it
T ftAE NI MeHg M ZRIR, ArLAZiH By il
FEem R R, &I, FAO/WHO & S infilipk
A LR E 514 (JECFA) Bil, MeHg % & & J& it
ZHANRE (PTWD) M4 48 TraAkE 3.3 pg FEEMH
BTk ®E 1.6 ug, WFE 1,
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#1.  B&E$ MeHg e &E (PTWI)

MeHg
BRI (ng/kg hE)
BREERRAR 1.6

R IEHR (WHO) 1.6

PTWI = EEBRARKBNE.

“rp E R TT KAL) TS G HE PR (GB 18918-
2002)" HE MeHg B BCEA “MEMAZ”, BIE
TR IR IR (DL) (10 ng/L)[6],

B IUR G rT UM E RS S i B R & &, (R[]
i TEHLR FIAA MUK E1FFE 5 3, % A2 [N A il 3
MeHg MR BEART TCHLR . e FHBRIE &0 5
B AR SIS (S, ESHEITE
e ) WA AEE (GC) 8 HPLC, KARK R
WRBERAR, RIE BB RS ABIEE K, BHEE
PATHRGE PSR, B B Ara A MR 25 T Bt FAS
I E3 10 R

g

EUH/BUE

Bkt
gt

HiBM

REIER

fEFpE, MIE MeHg WL TS % (GB/T14204-93) fi
FECA B Pl gRAS I 25 (ECD) 19 A1, X FP 5
LR RBP4

* JERRIIER (MDL) 2 10 ng/L, {HE St B A 2%
o ARRITTEHEFE ARG 4
o BT, iR PSS R S K E

AWFGE B @6 HPLC 5 ICP-MS BEF, JFk
— T R AR MeHg 47 5 i— L 1,

P

Agilent 7500 ICP-MS

FSIEH

AR

| Agilent 1100 HPLC |

1. Agilent 1100 HPLC REHE.




&
Agilent 1100 HPLC i iif Agilent HPLC-ICP- MS
M5 Agilent 7500a %%, %# PEEK 20 pL,

100 uL #1 1000 uL BUF:3 , HPLC #1 ICP-MS HY 4
TESHEFR 2a 1 2b HFIH,

REIER

REMSREE

ST MDA AR E M, Al R R R P oA
1.0 pg/L &k (BD) 1E A W Ax ASTD), @ id fft BifE
SRR 7500a, REFEEHIRBE, (£ 10 4~/N
IR, NARIY RSD /T 5%, R AR B 2 i
&, PrLATEFTEATNERKIE . SEbso B i A Bi

F2a. HPLC YTIEBH BAEH B NPR,
itk ZORBAX Eclipse XDB-C18,
2.1 mm B#2 x 50 mm, 5 pm HPLC &4t
bILi| 0.06 mol/L ZE%k, 5% v/v B, ‘
0.1% 2-FEZE, pH=68 K THRBIRELER, HELL 0.4 mL/4 8l A HPLC
Pt 0.4 mL/min g HEEE /D 2 /NBFEXT HPLC fitt: (ZORBAX
e 100 pL Eclipse XDB-C18, 2.1 mm N{& x50 mm, 5 um)
AT, SRIGHMAENLE (EAERE) /N
_ . AT . REA XA TSR, REFRE
£2b__Aaflent T500a ICP M5 LIS FERATENLR , 5 o1 ] W e B 53 22
gy S 1550 W
e PFA [&i(» 100 pL/min Vre
e e e oaem ron  BREWE
EUE A%, Scott Wi@iE, A#HZE-5°C
e RfiFassel B, 25 mmBHE  @ERATRETEESE
BHERE 4.5mm
H5TE 0.75 L/min i 3R 2a 13k 2b TR IR TE S5 1R, BHE A TR
BRSHE 0.40 L/min 1A kriE S Ak A=A HPLC, RIS E T
@il (TIC) KW Hbriy s & R4, W 2,
MeHg
m 2.48
32000 —
28000 : ng+
24000 — 3.21 EtHg
20000 6.54
. i
# 16000
12000 —
8000
4000 }
-
0.‘50 1.‘00 1.250 2.60 2.‘50 3.‘00 3.‘50 4.60 4.‘50 5.60 5.‘50 ﬁ.‘DO 6.‘50 7.‘00 7.250 8.60
BHE] (min)
2. SHREAMRLAMEERNKERKE HPLC-ICP-MS TIC: MeHg 2.48 min, Hg?* 3.21 min, T EtHg

% 6.54 min, {E 100 pL #HH, & 1.0 ppb,

52



53

% 3. F HPLC-ICP-MS MZERIRIL SR SHRIER
{REB B i8] RiRE

(min) A=t (ng/L) IEER

248 MeHg 1.0 5.09E+06
3.21 Hg? 0.8 3.87E+06
6.54 EtHg 1.0 4.91E+06
il

B BRI A A IERIR EE 32 1.0 ug/L, FiLA=
Pt s i r g AR, (W3R 3) o ARfli 225!
AT RETR ol it A BE sl s ofle it il 5 1L AR BT B0
R,

HPLC-ICP-MS R4 — /A2 LIt & e
sEfgtnfal, REEETARERED TR E L.
155 5WhE TR A A YA R, R RTEA
TR BRI AR E (b A AR R4 I
(CIC)) . M FHIABIENELE, 245 FAH Y
e, BEEL A ARBIRS CRatbadr) .

2800
2600 -|
2400 |
2200
2000 -|
1800
1600 -

rﬁi
Bl
il
.l

Gt

i 3 Fron, KRR S FERE 100 f5HE (X MeHg i
EtHg /& 10 ng/L, X1 Hg* & 8 ng/L) , {i3Rw LA
MEHREAY. REEE R WAHY% 2, RT
h 1.35 43 B /NI R A T e e A 1), An S RIS
it 2 HBLX AN,

K 3 eaiEE TR, KRILAH MDL KT 10 ng/L,
anS A PR 2 e i R 1 IR 51 AR O D I IR 15 G YD ()
MW LASZELAE ng/L 2% ) MDL,

RER A BRI A ki (e TFalik iy MeHg 1
EtHg, SKiREA 1.0 ug/mL, *T4izkiy Hg>, 5K
He gk 0.8 pg/mL) , il ¥ B M 10 ng/L F] 100 pg/L
M — ZFIBIEARE i o BAAE FH 20 uL EFEER, 1H
10 ng/L B EHRER YD, X A& {8 1 100 pL #EHE A5 2]
HIZESR, W = PR A IR A PR Bk BE K E AR 45
HFIEE R, {# ] HPLC-ICP-MS J5 47 R k&%

A HTIIRIE R R METER (% 4 T 4) /0
R ANBCERS, EAMTCE B T IR SEER AR
A, BEATS T8 T A I kA S e R
RN ORI FOR

#1400 |
1200
1000 -
800
600 -
400
200
L o o L B N SN
050 100 150 200 250 300 350 400 450 500 550 600 650 7.00 750
it ] (min)
B 3. 10 ng/L Rt AP S MK AR HPLC-ICP-MS TIC,  (;5:4 1.35 min, MeHg 2.35 min,

Hg? 3.10 min, T EtHg 4 6.59 min, {&H 100 pL #HE3R)



REIER

8.0 —
Log (JRE) vs Log (32E) £, Me-Hg
75 9 (e 9 (BE y=0971x +3.161
’ R2 = 0.9998
7.0
i, Et-Hg
y = 0.9946x + 3.0042
. 65 7 RZ=0.9998
w
% -F’ Hg2+
i 6.0 — y=0.9721x +2.8192
B R2 = 0.9985
e
= 55 —
5.0
45 \ \ \ \ \ \ |
2.0 25 3.0 35 40 45 5.0 55

Log (iRE, ppt)
4. MeHg, Hg** 71 EtHg BYRIERNS:.

4. FiHPLC-ICP-MS WEMARRERCAPHSHEERR 100 ng/L [ MeHg, EtHg f1 Hg>, f#if 0.45 um

5 (Ho™ IREAPTREER 80%) T, ARIGHEAT AT, DU P (6 i 20 uL d#EkE

I e e L

AUk BE I IA R I AH B i Z ., X 3% NaCl

100000 1.07E+08 5.03E+07 9.83E+07 E{&P@F mfz ﬁ? ol ;‘ El 0 # 3% Na¢

1000 1.17E+06 5.72E+05 9.44E+05 T Ak I bRdE S, BIKERE 90% £ 110% 217,

100 1.30E+05 1.23E+05 1.02E+05 XU A AR T 506 Tk 2 T e e B8 26 oA it H R A
10 5.86E+04 3.55E+04 5.86E+04 EH

3% NaCl ZRPRUEEUHTHRIESE

3 T RA TG P T A R S e BT o, R 1E
AWk IRAE 8% NaCl (w/v KiAIKR) hfike, 1351

2400

2200 ﬁ lon 202.00 (201.70 to 202.70): HG01-S2.D
2000 lon 202.00 (201.70 to 202.70): HG01-A2.D
1800 | ‘ ‘

1600 | J l I

1400 — |

\iw A
1000 —Hdw | | W WW‘ * HWM‘MMNWMWMWWwW’M'WMW'i )

400 —
200

*E

L L L e e B mm
050 1.00 150 200 250 300 350 4.00 450 500 550 600 650 7.00 750 800 850

fifiE] (min)

BE5. 4k (EAmL) 5 3% NaCl (w/v, THBZ) 89100 ng/L ({EF 20 pL ##3R) RiESWinERN
HPLC-ICP-MS EF&iLESn,
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TRERPINR

$ HPLC-ICP-MS A HF R, tbanddt, +
Fesk oIy, T A TAE S AL EE . AR RS
TRPORIL AW — AR EP T, BOAPREEAE S T
KGRI, KILEY, el MeHg, RESE
RBE ORI Co 1. RIERE, 7255
TP 1k MeHg b AW EdH LT fEh 2 R RER, BIEE
FA R 1R S B A 70 KR i rR AR BUIE A (7], R
RIERIFEBUCHLRFA YLR LA J5 ke 3%
I HFRER R mal BRI SR kI TR . AR A
THERRR A I SR B vk . AR S bR B Y S A
80% % 120% ], Xt —FMIKA T LA EH
MeHg (1] B8 -3 A% 4

KL EMREA &
1. FREX 1.00 g H3EREaR, A 20 mL B0RL B

2. [ LI A 0 2 90 uL 100 ng/L R & HIFR
LA WbrERET . RHIRA

2+

Hg
3.24
3200
2800 |
2400
_ MeHg
2000 2.55
$ 1600

1200 4

800 1

400 —

REIER

w

. A A 9.0 mL 7.6% HCL (w/v) 1 1.0 mL
10% 2- Fi ik CBE . 1A 5 70 88 75 I 1 ok 2% wh ik
B 30 or%h, (EIEREL,

4. L) 3000 rpm (135 & L5 A% 5 30 b 4 Bh, {8 R

LI
5. J 2.0mL L2 (&IE) mikHEZF 50 mL + 4%
# PET #iH#, fnA 15.0 mL 4fizk,

6. {11 10% ZiFMCRHATH) pH {EIHT % 6.8,
7. ERHIMALEK B B IERE IR 20.0 g,

8. fE /] 0.45 um it jEiA#wK, #&)5 24T HPLC-ICP-
MS J5E o

H 7.6% HCI 2 B i) 4 384 i 1) HPLC-ICP- MS TIC
LERANE 6 Fron, HIEHESHIMA T 90ng GRE#)
AR A WhrES . BT g EE TR,
I a3k P v Hg? e TE e A g, R AR
HI RIS EY o MR B, MeHg 1 EtHg HY7K A B
F. 5 ToR AR BB s 25 R,

EtHg
6.53

e

18] (min)

L L e e e e T
050 1.00 150 200 250 300 350 4.00 450 500 550 600 650 7.00 750 8.00

B 6. tiEHSR S-A-03 1 HPLC-ICP-MS TIC &iE, %#mIEM 7.6% HCIZH, A 09ng (REE) REMEK
L &S, MeHg 2.55 min, Hg?** 3.24 min, T EtHg % 6.53 min, {&H 100 pL #HH,



% 5. {#F HPLC-ICP-MS J%EH) LiEHE R TR MR INEREIE
EBr{E NE(E Bl
B KILEYRS (pg) (pg) (%)
S-BLK-1  MeHg NA 2 NA
Hg?* 61 63 103
EtHg NA + NA
S-BLK-2  MeHg NA 9 NA
Hg?* 61 65 107
EtHg NA + NA
S-A-03  MeHg 90 85 95
Hg?* 151 185 122
EtHg 90 82 91
S-A-04  MeHg 90 80 89
Hg?* 151 181 120
EtHg 90 75 83
S1-1 MeHg 36 34 94
Hg?* 97 88 91
EtHg 36 28 77
812 MeHg 36 37 104
Hg?* 97 105 108
EtHg 36 35 97
$1-3 MeHg 36 41 13
Hg?* 97 98 101
EtHg 36 43 120
NA RER
+ KNS

kR A 24 S AE K2 80% . 120% 2 [A], IFszix fif
FE A A FE AR & B HPLC-1CP-MS #4757 +
HERESA T

Gk

B 7 A ot H A BT & AR &, HPLC-ICP-MS iE &
BATIKAEAR T . MeHg, EtHg F1 Hg** i MDL 1%
T+ 10 ng/L, fFA& HarpdEk, A5 H T8
FES A HEIE, &4 7.6% HCL R BUGRIL &4, HK
RIE 80% £ 120% ZJHl,

REIER
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WFRESER
H BT 5 SRS RO B, U7 Bl 00

¥li: www.agilent.com/chem/cn,
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.o o o.
O....
ce0@® @0 FHREEFEE_ICP-MS MEIMEKEEDL
Lo, e
o. ® .o
. R A {848

INE

fe&:

Armando Durazo, Tarun Anumol,
#0 Shane A. Snyder

EETFRAMNEZRH LR RIPRF
FEIRETEZ BIOS Hxbr

=z

XF Agilent 7700x ICP-MS #1 Agilent 1260 LC SR T INEKEE R 5 R
E. FAREEERSIN (HMI) SAKISE L (NaOH) St REIHEIETT,
IR R RS (ORSY) FESEED TH# (m/2127) B ETFFHR.

Agilent Technologies
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MEFRE—MESMBELT (ICM), TR X FEZE
fEETEREA (CT) FEENARRNERG . BED R
BEN g/L MREKTHASHE, HE 24 NHAKR
BRRBHEL (1], ERIFKME (log K, = -2.33) MIEBF
#iRsE, FEHEEREPHATE. BETRMSFAR
C,oHylsN,0,. EWZLEIIME 1 FiR,

Me OH

oo\ ﬁr L

1. BED R

BXRURAMEKPEERETRNRERS, RETEE
ML ng/L BIiSKCIE Sk 10 pg/L [2-4], LBESh,
21 ICM TSk RIE, HRRPESZHLEIZRER
HRBRE [2,5-7]. BTEMFEEMINERAE, BARYA
ML T BAE A BRI RRE TSR (8],

RIEKMRARE, BETREEM ICM EXLEIZH
FUFMESIRPAERESHMILIESE ™Y (1-DBP)
[4,9,10], BHFEL -DBP HEMHELIUMRLAESE
EYEHILE [11-13], BERBEAEERERPE (USEPA)
MEEEENME R HHTES.

REHSHMET BIET ICM BTN EERR
ERRBEAEA, REUEFRZEMRFRILMN (9, 14—
7], BFHIEHERGESRAZHEHEA. SN
R ANBTER Agilent 1260 LC #1 Agilent 7700x ICP-MS
SAKREHIT ppb FMMET RHTRE . TERH
SRHRESHE, YHEEN 500 uL B, RINEREH
BRI TGS TEE 0.1 ppb ML T RAERER
(MRL); #ZEiL, XS FHEAERL MRL F{EE
2 ppt KI7KF,

IaERS

78 ) € =3V = b N R B b S92 D=3 vl g
B, SEFEIEKCETEE, KRR 0.7 pm EIET
i, AEBTEEDERENRZLEHITEN, 200 mg FKk-
P51 (HLB) HAEHLH 5 mL BEM-THE (MTBE)
FishiE, #/E5FH 5 mL BEE 5 mL HPLC kRbE, &4
BB 1 LR 15 mL/min BRBREREHFLE, REH
HPLC Zkithik, HEBRAESTE 30 min, EA 5mL
FEz, #EBH5mL10/90 (v/v) BEE/MTBE BER
MEESTIMIEE 15 mL HZIEREE S, REHEHE
BRERSRPELZERTRAE 100 L, BRFEEARZER
KR 1.0 mL, BU50 pL iZZEE#K, AN 950 pL HPLC 4
KR, ZARBT IC-ICP-MS 247

B LEABREENERRHRES Agilent 7700x ICP-MS Bk
FABI Agilent 1260 HPLC, ##{KFRA 500 pL. BENS
£{%. Dionex AG16 4 x 50 mm HJ{R#P+#, Dionex AS16
4 x 250 mm SHHEE, 2-90 mM SE LA (NaOH) BIHEE#
%, ZHEARARFIK (A) #1100 mM NaOH (B), 18
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EREA 1.0 mL/min, HESE: 2% B ik 18.5 min,
S5 3.5 min NEMIEINE 40% B, R¥# 2 min, RFHE
Z 90% B H{RHF 6 min, EIBITERMEEREEIERD
2| 2% B 5 min, WFEHF, SETHEN 35 min, &
FrEfRERNEREEZE, B 10% WBBKRRFLE
BEST 25 7,

Agilent 7700x ICP-MS XF HMI #&3IN\ (0.6 L/min %
BS, 05L/min#5, EREE=9mm) , EFKHE
BRTIET (ERHEE 3.5 mL/min) . URESESH
(TPA) X3 (m/z 127) REHITIEN, RoRE 2s,
FEEO 37 min, 8 HMI T BATSERER,
BEARERVERGEEOELNRR,; ERISHEDA
BERIRES 127 (W '2XeH*) WBELBEFTH, &
BiREA 0.0, 0.1, 1. 10, 100 %1 1000 ppb HYRE % Bk
PRERKERHIE TRED BB EHE (B3) .

SERIWE

ERLEE7E, RNGUCNTRRFARRIFESTRE
MmPMEET R, #H0.1 ppb IEMNEIEERERST
ZREHE (NE 2 fR) . BRAEBEEN MEREE
MERHLEEXRE (NE3FR) . ZREEEEETE
ERFRE (BEREHRRNFAEAK) RN H@RE
FHRKE,

AMEPRRERMEREE 24 N ELETHE SN
M. IRERIITR 1. REERFMIMTMEE CCV %
RESETHEMS, REXNE 10% BEEZH.,

59

BRTHMET RN, ARIMMEEEPTERNE TS EM
SHMUEY, WE 4R, SEROESTURLEYT
XEE (CIC), REHEMKEHTEZ. MAACME#L
&Y (KGIhRAMET ) MEENERERDLEY
WM& E, ICP-MS 2/ CIC #TAoMEEE®E, B
AEiR ICP BEFREBHRERTE (KHIFAH) M
ZEMNEEER IR FERTERENLEY. HXER
STFETHMSENTEEERIITE 2.



REIER

Full Time Range EIC(127) : D01CALS 4
«102 | I 001CALS
2 2
(]
100 200 0.0
RTimin)
Full Time Range EIC(127) - D0ZCALS 4
<102 | Il 002CALS 4
3 2
(]
10,0 200 0.0
RT{min)

2.8 (m/2127) BEERILE. EEAKTARRE, TEAS 0.1 ppb MEF ROHRAKER, BEFROREREHR 10.1 min

9
Conc. (ppb) | Calc Conc. Counts

—_ 00 00 1185
_8 8 - 0.1 0.1 11580 o
— 10 10 120803 ~
2 100 97 1126712 -~
8 100.0 955 11075020 -

7 - 1000.0 10005 116053544 /@’
o ~
Q 7
© 6 o
(@)] e
Q -
e -~
L 5 @
S /
o g
b 7
(@)]
S 44 o
—

3 L L] L L L

-2 -1 0 1 2 3 4

Log1p([iopromide], ppb)

B 3. LT RRMEDERL (log/log). RELITHBEAIA ppb, BASSHIH 0.0, 0.1, 1. 10, 100 #1000 ppb, FENRLE AR AR AR T LA {E
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1. ERATUGEHHBES R ERR

REIER

B REE (pph)
007SMPL.d 4/20/20122:03PM #&  SJCI 246.19
008SMPL.d 4/20/20122:48 PM #%  LAR Ref 0.14
009SMPLd 4/20/20123:33PM #&%  LAREqZEH  0.19
010SMPLd 4/20/20124:18PM  #&  LARG 253
011SMPL.d 4/20/20125:04 PM #&  LARG 1.97
012SMPL.d 4/20/20125:49 PM #&  LAR4 2.44
013SMPLd 4/20/20126:34 PM  #&  LAR3 1.86
014SMPLd 4/20/20127:19PM  #&  LAR2 0.57
015SMPL.d 4/20/20128:04 PM #&  LAR1 219
016SMPLd 4/20/2012850 PM #&  Eq£H 0.00
017SMPL.d 4/20/20129:35PM  #& 100 ppb STD  107.23
018SMPL.d 4/20/2012 1020 PM #%  SGRref 0.14
019SMPLd 4/20/201211:05 PM #&  SGR6 32.69
020SMPLd 4/20/201211:51 PM #&  SGR5b 33.34
021SMPLd 4/21/201212:36 AM #&  SGR5a 1.68
022SMPLd 4/21/20121:21 AM  #&  SGR5 85.22
023SMPLd 4/21/2012 206 AM #&  SGR3b 113
024SMPL.d 4/21/2012252 AM  #&  SGR3a 108.35
025SMPL.d 4/21/20123:37 AM  #& ZH 0.05
2 /ESEE EIC(127) : 010SMPL.d
X105 e
4 RAW 4
-]
Rk R 3
REBH

200
RT(min)

300

4. REFRWRREFERIE (m/2127), RAKRRRSEHEHLSMNEE
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2 AERNETNENSBUSHNRE (MBRERT) . IRMALSYERRESRINERSRUBMIIRERT, Alit, MBRERTHBRESRIOREE
AHRE 1 Fmm B Rk E R —F

BE A9 1 KA 2 _ LBk A4 3 R4 _
{RE2ETE 5.2 min  {REBHEHiE 8.5 min {#B04iE 12 min  {REEE 30 min
BiExH 1R B HiF8E 3] Hmai REE (ppb) KEE (ppb) WK (ppb)  IREE (ppb) KEE (ppb)
007SMPLd  4/20/20122:03PM  #f& sJc1 268.55 0.24 118.17 577 9.64
008SMPLd  4/20/20122:48 PM  #f& LAR Ref 1.43 023 0.07 0.00 55.55
009SMPLd  4/20/2012 3:33 PM Hm LAREqZH 186 0.20 0.09 0.00 0.38
010SMPLd  4/20/2012 418 PM  Hf& LAR 6 84.23 0.29 121 6.16 17.13
011SMPLd  4/20/20125:04 PM  #& LARS 98.87 0.39 0.95 7.1 11.95
012SMPLd  4/20/20125:49PM LAR 4 128.68 0.38 117 12.97 13.03
013SMPLd  4/20/20126:34 PM  #& LAR 3 116.40 027 0.89 10.21 12.62
014SMPLd  4/20/20127:19PM  #& LAR 2 156.01 0.22 0.28 12.86 14.87
015SMPLd  4/20/20128:04PM  #f& LAR 1 189.00 0.29 1.05 12.15 2251
016SMPLd  4/20/2012850 PM  Hah Eq ZH 0.28 0.19 0.00 0.00 0.21
017SMPLd  4/20/20129:35PM  Hf& 100 ppb STD  0.00 0.15 51.47 N/D 0.11
018SMPLd  4/20/201210:20 PM  #f& SGR ref 0.34 0.21 0.07 0.00 0.29
019SMPLd  4/20/201211:05 PM  #& SGR 6 142.49 0.16 15.69 8.46 20.54
020SMPLd  4/20/201211:51 PM  #& SGR 5b 194.45 0.12 16.00 11.20 14.92
021SMPLd  4/21/201212:36 AM  Hdh SGR 5a 7.27 0.19 0.81 0.37 54.73
022SMPLd  4/21/20121:21 AM  #& SGR5 326.73 0.10 40.91 11.29 5.66
023SMPLd  4/21/20122:06 AM  #& SGR 3b 24.46 0.28 0.54 3.95 6.56
024SMPLd  4/21/20122:52 AM  #& SGR 3a 322,50 N/D 52.01 11.36 3.14

H}

025SMPL.d  4/21/2012 3:37 AM Hm

Sk

FAFIA Agilent 1260 LC #1 Agilent 7700x ICP-MS BtF
R R — R SRR R PR ML T BT T
TESH, BNETFX—BEZINSWAE, FEET
Bzt SPE R4 H| & HIZENR AL T Ry 75 & 10 I PR
f£Z 0.1 ppb. EA HMI BEOREKIFE DR E (>24 h)
(ERIHELMEARR) , RARERMVEREROE LT
R, HFESHEEANEATHNERTZEFTR. &
B ITERAMUEEHEENTE T XLREFRPEEHBRE
Th, MAXRERTXEHRPEENHESRENLE
¥, SLEUEMRITERAAHEN, MATHEETEY
atE,

B 0.03 0.23 0.03 0.00 0.18
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HESHIETER
0 BIO5 FASFR
THIZAKF
WHIZAMNEFZRT

xE

{5 GC-ICP-MS FF<EKZ BN
FEZERNEINIRNEE.
A RAE

N A3 & i

2785

HE

3% Agilent 7890A GC 5 Agilent 7700x ICP-MS BXFH, FiR—SARAMEEHIEKH
ERERABENYNGFEEREL. RBUEMITXRERLE (CIC), @il
MENZRAFEEEY 1-R-4-MERFERELE, ETFREMLERFIINT
RKMRNE ZE BN RE TR RN E &,

=t

1

1[112

RAKPEEFRRENR. RNBMEF, XEBFE—ERETETERTA
MMERELE. 2AM, FARNKE WRLES. REES. SES) E
BEXEBEFRIKE, XEMUYRIRESEIBNDFH (1.2, VELEF
NEAFHIFXEUDRANEETLR, MESEKPEENENDF
R BRI E B B4 (DBP) [3], XLERIFY)HRIVF S BB (4]

BT RKFREREER, FEMRERBEEEERXAEANIXAKER, &
FEEKFNBIKRE . SRSEMRIAKNTIELL, EKMEKPEIHLY)
MRUREREES. BARAKPHELE DBP REXEERIFRFRIF
[& (EPA) i5%, ERZIERI DBP R2—/\EB5 EMIANILEY [5]o

s'i Agilent Technologies
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T DBP FI'R/L DBP IS EE T E IR [6-8],
LERTEREY A B IR SR 5L DBP #43E, Bt T X LEH
S DBP BREM DB R. KEHHAZE (MEPA K
7% 551.1) RASHEGIEE B FHRIEGNZS (GC-ECD)
ME MKARFEIIF R ZE BN P1E & 11X DBP BIRE,

BXLEFELEBERAMBUX DT, BT EEEIRY
SHEHMFINVERKIX 5. BIARTLIEA GC/MS 5
GC/MS/MS EMEX DBP, EHRTFEBASIFENR
M, XEDFRIEZFREELI—ADHHESTHRETE
DFPNREEE. KFBE (C) TEEBREXREDN
B9 F, MBFESL (E) JESBIEEFREFTENR
AR, LI, GC/MS/MS PIFRZEXRRBBEFRE
REBNAEFEFREFET (B Bt # Br) HIARF]

oMo

RN REIRNBT —ME A E, £ Agilent 7890A GC 5
Agilent 7700x ICP-MS BXFRQNFNE 2D TR E NN
B, BHRRFERATEN 1-5R-4- ML FIMARAROE
Bizk. FIRUEMTXRERLLE (CIC) X ZEEW P EFH
BTN REREEFHTEENN. BELSYMS
eI LR, IcP-MS BFENEREXKENYIE
ERUWAENBERINEEF. XAEERNTEES
FHREHRAEERL TEUMETINYNER, HB
T hil 1 At Bl A SE RIS To

IR ERSY
ERSIFER
F A HPLC ZREREFT EEF (MTBE, Fisher Scientific) At

1-R-4-F7K (Alfa Aesar) BIRENREE, TR ESYHNRE
2805900 1. 2. 5. 10, 25 %1100 ng/mLo

e
TR A Agilent 7890A GC 5 Agilent 7700x ICP-MS BXFHo
FrABNEERHENE 1,
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2 1. GC FICP-MS {XEEB XMt

SHEEEEN

Fork x

SHHE Agilent J&W HP-5, 30 m x 0.32 mm, 0.25 pm
(R4S 19091J-413)

HEORE 200 °C

R B ARF (0.75 min BISRA 10 psi, Z/EFA
5.8 psi) 1BEET

e 1pL

HRAETEER 37 °C F#F 6 min
LA 10 °C/min BYIRZEFZ 260 °C
£ 260 °C T##F 11 min

M EIEERR 1.2 mL/min

H=S UHP &=

ICP-MS fE4E4% #1¥28 200 °C

BE

GC i=1TEYIE] 39 min

ICP-MS 14

B ThfESFIEL; WFREEK 79, 81F1127,
KBRS #E24 (TRA)

TR A E] £ 38 min REFOF, WENMEFEMA0.15s
BIFR 5B 1]

RF IE[AIhE 700 W

wBRARE &, 0.39L/min

EKEERE 3.0 mm

ESTENR S LS

W EKERREBFENXE, KERIEEID,
—HREVE, Z—FAMEHEN—RLIKARLIE
iR —RAERIFIERE ) 0.08 mM, R IZETE]
74 0B, SAFSIRIR EPAG51.1 FAARIERRAR, A 5mL
MTBE X3 £33 RMEFI R0 IBHY 35 mL FHHEmIFITEEL
EETMEREIRT, /N2 EE MTBE BHE, #
RKHEZEN 20 mL iZBLFECSHEEIEFE SR,

HR5TE

BN R AT

BFER, 1-R-4-BETE 206 DM BB B,
A EEARERF PR HEMINE (B81), #B
EREBT b ng/mL BIRVERE (RBAEY) Pt
RN, EEEeEES, 7 M ¥ ANER (GF
) 15SKFEBIERIE (~30 cps) , FHENITRLHRE
RIS, WEBEAERDHEMYETIY (2518
126XeH* 1 40Ar,H*) o



HESH

457 KEE (ppb) BOKEE BN
1 11 1906
2 17 3038
407 5 56 971.0
= 10 9.9 1717.0
= 25 265 4605.0
B35 159 173410
]
&=
< 304
=
S
25
2.0 T T T T T ]
05 0.0 05 10 15 20 25

Log10 ([Br-I-%], ppb)

REIER

20.0 203
204
20.8

Tiy (mln)

Bl 1. B 1-R4-BELREIR 17 BIBE- LR log/log B () , WURATHRFSTEIEIERTHE CREM 0.0 F 25 ppb) B9 7] €78 EHIE HIE
(BEKEZH, GE). ZHESYEIREESEN 20.6 min, KEEERLGFER

BEokiFam
T — SRR R A @ETIE. GIEERE,

WIBEREKEFRF, RAMBAYRIREXRERS,

HEBEVXEYRAESRE (B2/3) . ERRESZ
A1, BEKPHEFE—EXRBEN. LI, EREEHE
5E, RELENEKPHTFZIERRBNDEL IR
B DBP, FRY, HELIERFEN—LERAMMA

3B

& 2. AR IEZEKIEREITSHI MTBE ZEXYIFr %1889 8'Br GC-ICPMS
GEiE: aiEER (%4, 51) HakEsE (B4, 5o
PEE R EZ B, EEERIRE S

YIRE—SRIENBEENEKEES, MB—EUHE
BT (UMEs5RNT) , HEUREREAFERA
DBP (BA3),

AR NMEE MM AR LB HR T RAMBAER K
I RERRAEERME, ¥88r NESLEFHRYE
(53309 SBArfOAH* #1 YA HY) BORDRTEAREFFEF
BFRBY RF IHR(E; 7R RF IXT, INEER

B 3. HAKRMEEKEREEH MTBE ZEEXYIEr S0 1271 GC-ICPMS
GiE: aEER (54, 1) MaoESE (B4, 5)o
AR S EZ B, FEEERIIRE S
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(IP1=15.8 eV) LLRBIEEES (IP1 = 11.8 eV) S RIERAVHIE,
REGERXES MY TR (12XeH"), BRILTE m/z
127 (') R PITEATTFINBNE, ERELEFERPB
MMEMIRAE, TRREFR Xe BREREE 25Xe 89
B EEERE (009%) (HTEHEMPEERERN 18
cps RERBLUERE) . FRZAFZERNEIEAESE
WY, FREESRERIE (CCV) BEIARFBEYEN
SAROEFRXFMITREN 10% SEEN.

SIRHSMENETFZXAENY, R 2FHTHP—
L, XEHIERA, [RESE, ME=TEKERH
NARSHINBENMRENEEZEAS (R2). MAK
BYTRRAERLE (CIC) XXLREERT DBP HIRE
HITHE. RETE ICP-MS KA CIC B—FhIFE MY
73, PEFRKREHNEENEMNNEMER, EHGC
B He HAUMEMBEEEFMEN (ERAEEHFOE
HRRH) o REUENNEUESYIRETRRESRE
ftE, WIBISNERm 1 FRREEAUEY Br2 A
13 (R 2 PUEBREETR) . XWMHEEYIRIE TR

X2 FHETERBNNENLSYFHINELRE (BIA ppb)

rﬁi
Bl
il
.l

EERESE TR, RAXEWSYREBLLME
BiZERIBEE =AY DBP,

it

A Agilent 7890A GC 5 Agilent 7700x ICP-MS BxFE#1T
GC-ICP-MS DITEEBEMNE KK ESHEEKFP KN
DBP MITFTE. oSNk, X—(NREBERESHE, 7]
LMEMUEYNEILENE, BEXLEEBRIRTIN, &
BIRWHNEEENS F LR EH#HITERBED .
XA CIC ARIBHTE ZRAF R YR SN M
WXLENEYHHIRESEHITIEMEE DT, ZEAR
TR NE @ IER M RAFBAE NN SRE,
f5F3 GC-ICP-MS DXL E XN ENREEWN S —
B ETF, ZICP-MS FERTRFRIEM T GC-ECD ZH
Htx &M%, FATITRITEREREK A GC-Q-TOF XX
Lt DBP #H1TEE, H—PHREBRAIZEREBAL
R DBP FZR BRI M IERE AR,

LEaYBR Br-17 Br-2' Br-I- &~ Br-3' I-17 I-2 Br-I- K~ -3
R EZBYIE] (min) 15.4 19.0 206 252 12.2 12.6 20.6 29.0
MSHEGIR 81y 81y 81y 81By 127 127 127 127)
Br-1-Z5* 1 ppb 0.5
Br-1-7X 2 ppb 0.8
it E Br-l-% 5 ppb 12 25
Br-1-ZX 10 ppb 3.0 44
Br-1-7K 25 ppb 7.1 11.9
Br-1-ZX 100 ppb 28.3 44.7
MTBE =5 25 42 1.2 0.6 0.6
M SESeE 11 346.8 32 15.6 13 4.6 26.0
- & SESE 33150 2937 44558.0 169.9 103.4 1.6
B2 e mmsm s 32 190 0.1 0.6 07 13
&2 SEESE 48199 1254.7 1377.7 121428.9 235 34.8 185 6.6
M3 aRESA 154 379 100.1 41 26 13 14.8
MR 3 SESE 33886 1130.8 126629.7 31.9 103.6 285 29.7

FRAER (RERTRRERETBUSYONRE, $615 ppb)
T REENIRENY
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=

REXERNIMERSTEREMR TN APIERR,
BEMNTPLRBFRMECSEE, W= Cr(ll) FAEF
R Cr(VI) BT, EWILMES, Cr(ll) EREHE
ANEEPR—IEFTR. AW, EEARKERKEHNN
EEARRESENSRENBERN. BTFRTROIH

Agilent Technologies
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Zitt, BEREFTRREESNESUREREENS
., ATHENHROEESE, FRNNERZRE, WA
WE Cr(Vl) WEE, ATERABTFEIEN/\BFREH
ICP-MS EXRIftA, BT —MERIEMME Cr(ll) F0
Cr(V) B%57%, AHGPESHRHABRBTAREE. X
HiEETFHAHENEERGNRRL, TUSTEEGH
fn, PLINEERIRAIK. H5, BFREEPHERT—LBE
HERTUETF, ICP-MS HERHET ZHAISEREL, T
%gﬂ%ﬁ*ﬁﬂ#ﬁﬁﬁ% Cr(vl) &8, EMETF 0.1pg/L

518

it Z A B R AR AN ISTE IR B, BT K .,
B i LA S R A Ol R i 32 T B OIL 2 B 0
)e A, AREEHARBEAAHER Cr(VD , =
A NE NAE SR EATTR . I, A
%ﬁ?%ﬁ,%ﬁWEEQWD,Wﬁ%ﬁ$%E
BRAE

AP RAEA] AP A FIRE . B, AR A R
IR AR T AR Cr(VD K, AR RIGERTA A8
#Z DA Cr(VD) 77AE, A Bl 75 e i P R R 7
ARG, A, KRR T EA SR
Cr(lID) WRER RV, SSEORERBRIEERSR, Hit
FURHER R T 12 0 B JE I E Cr(VD A B, BRARRY
ITERM TR IIE S B AN, — il DA
FLEASFIA R Cr(VD B,



TCR A RIS 73 B AAS J e — EL R Pk
o MEEIITES AT EATH . 2 HE R,
LA R 1 — B A2 Cr(VD) A% Rk (CrOs™) LA
L Cr(ID) 184 B 1-(Cr™), BRmh 2 — R B, M
=B TR T TMEMEZSET, R
BT TR R AR X A B R A, A
— A EURAEE WK AR A, Cr(ID R ffsE
ASEALES, T Cr(VID) B2 SR AAG, FERR AR
SCAPITFAER, IREZ VORI, HIL, FERRMRE,
f A A R TR AE B /L, DAGRIIE S AR A
FEIIES BT Z B RFAZE . L, FEREM
REE ., EAFAIH #d R AR AR /L, AR
SRR R AR LS A IR AT Z BT R FF AL

i

ARSI ER P AL RE R e ik, R’
FE SEDTARE 40 °C fHEASH, EDTA 5 Cr(IIl)
e EY, RaH— AR ki =
Cr(IDEDTA Z&-&%1#1 Cr(VD), FEf% Cr(IIDEDTA %%
AR SO B TR IR R AR . 7E 60 °C 1 4~/
f 2 NER 40 °C 3 /DS, RV 5E4, fEERSK
T, BIECE 7 /N, ROV S TE4A,

HER X T R, FFEMA LR &R
EDTA, FAHE g7, il Cafl Mg, EHETE
T KR 7K MR 2 A 107s B 100°s mg/L, .23l

Cr(Il) =4 LW EDTARYZE &), 40 EDTA &= A1,

SE Cr() f [ iR il AR AT

®1. BERSHTBHEERHG

REIER

KA E T @ AC) 705 Cr (IEAS, ICP-MS Il E Ak
AR TR TR, T —FRTRTERR ., R
AT R BT A B AR AFELS . ICP-MS
A PASCHUA AR R B E S RO, $ROEERR) 2
§m¥ﬁﬁmﬁ,%§ﬂ%M§%%%ﬁ%%m¥%
FEIES

ICP-MS B sl REGE, HIL2FZIeEZBan
FEgs ., BEE/ RVIBEIGIA, THE T EEA XK
ArC F1 CIOH B4, FrPA ICP-MS 1] DA A iR Al
REGAGIE FERIMLE 2 Cr, #IESBHT H IRE R
B, OREREREIAK GREAETTERL, TR,
¥ 7 FEm A EDTA ghEh Rz se 4, mahmi R iEnA
EDTA, 7E4rgiilEfsE CrdID W&, H4h, W
WA TEE] pH 7, DARIFETE SRR E MLy
BRET

Cr ittt

EHE

IR 1.2 mL/min
iR =R

bri =31 50~500 pL
il

RELRE 40°C

Rz iE] 3h

EDTA RE

LHECE A4S G3268A, 30 mm x 4.6-mm id
5 mM EDTA (2Na), F§ NaOH {§Z pH 7

5~15mM, F NaOHifZ pH7
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B 1 RATARRT AR 7Ok ry gt dE, RAFE
EEE T AR (Metrohm 818 IC 5 ) &AmifsNH,
I ZHEAE 7500ce ICP-MS f AT S RE R 5T AR SE
(ISIS) SHZAMI VR A Eh o X ARt ) A F = 2 A
B IC 5T, HSeRERy IC B HPLC RS A
FLH AR, PIOAER T ICP-MS WiARSE, RN L
IC ZRAHRE ]

Metrohm 818 IC 3R

i
0.05~1.0 mL
jrme—e - -
—O0
_____ — U
| s % N
| (ASX500) :
| i I !
|

SRR

RS, FLHEE 7500ce 1 H it £
ArC fl CIOH %t %Cr T3, SIS HTHIR: 1 R
(DLs) <20 ng/L, W32, HEH KAMARIE R
JEH P E B R ACVFVR B 1 pg/L, BERAUKE HBR 2
HA4r2—(100 ng/L), A TAERIH R /D2 100 uL
FIREREARL, IR R RA 5 WX S ER A, A,
FFBEREARRABS INE] 500 pL, 45 HFRFEATE] 13.2 ng/L
Cr(Ill), 15.8 ng/L Cr(VI),

BIgHE
(G3268A)

HeE

RRHEGSIARS
(1s1S)




#F 2. IC-ICP-MS SR, AR R

{REBB+8)/ min &%/ counts
##E /L Cr(lll)  Cr(VI) Cr(lll)  Cr(VI)
50 0.79 2.09 8548 4261
100 0.79 2.09 13688 7173
250 0.85 2.21 33967 20830
500 0.97 2.39 44870 37502

I£EFR/ counts
cr(lln) Cr(VI)

1082295 914804

1704312 1525147
4939876 4546219
10268086 9398651

R (ng/L)"
Cr(lll)  Cr(VI)
69.5 139.4
434 828
175 285
132 15.8

"RMRRRIE RIEES 3 BERILRITE

W 2 s, Tk e R fa] B ARHET I, PR
IS HEME ARG, OGRS TN 0.1
ng/L (ppb), HEFEARIN 500 uL (PR E S 1970 2
THOL. MEHRTAE H, FEERRIRYY 3 Zphit, 7
MRS R S 16T 5o B AL 4 DA ERTAS

Plot Calibration Curve

criin

Response

REIER

x|

7 Amount Rezponze
9000 .
| 005000000 E22008.03000000 LI
8000 - Cr(ll) 0.1 pg/L 0.10000000 1086741 72000000 |
| 050000000 4280902.46000000 j
» 1000 — Cr(V1) 0.1 pg/L
£ _ Rezponse = B .90e+006 * Amt + 1.32e+005
é 6000 — Coef of Det [1"2) =0.933 Curve Fit: Linear
o oK | it |
#5000 |
4000 - 3. Cr(lll) yREH 0.05, 0.1, 0.5 50 1.0 pg/L B AE B L%
3000
1
2000 T T T T
0.00 1.00 2.00 3.00 4.00 5.00

{REERT 8] Time / min

2. WKBEH 0.1 pg/L Cr(1) F0 Cr(VI) 8953 BF0IET

PR BN A R A O S T R R A TSR

HEIZE, E R T T I AE . CrdID A1 Cr(VI)
AR HE i Ze 703 7R 1181 3 AIET 4, PV h 2T R
AR RNt

Response

Armount Responze
005000000 36723431 500000 LI
010000000 #27113.87400000 |
0.50000000 3912526.66500000 LI

Response = 8.11e+006 = Amt - 4.03e+004
Coef of Det 1"2) =1.000 Curve Fit; Linear

o]

Frint I

4. Cr(VI) JRE# 0.05, 0.1,0.5 70 1.0 pg/L Bk AR 2%
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MFEETHASITIIE, BT REEZS, S
FeE ﬁ‘@%%%M&&@%%ﬁ,%?%%hTﬁ
SRR E L, FEOEMTH, RERZETHAD
IR, BIPREAISTE] RT M ARR R ENE, 3 3 1%L

REIER

BT IR R — A A IRAETROK, A
WA R ROK Ay 1B 5 SRR SRK A IIARRA
RIBRHI PR EIEAS R GG, KA T2 Rt
AT EEHRAFAR ﬁ KKK 2955 100 mg/L

PEUERA TiXSe S50 RR e e, ULRHIZ AR ENER] Ca s K, Mg il Na 8 H B LERTE 5 mg/L fil 20 mg/L
AR RO BT T2 32 Z ],
BRAH
KT RARKFE P TSRS AR oE, BB
M TE A R VR B B B 1Y SRR it RS PR AR
T AN R %Eﬁﬁ@%ﬁﬁ AT RS
VERTELSEAE MRS B, RZ ORI E T AR A
MR 5K B i BT S
=3 FREEBRAE 500 uL 4R RT FEERNRE
RT/min &%/ counts I&EFR/ counts
R Cr(l)-EDTA  Cr(VI) Cr(l)-EDTA  Cr(VI) Cr(Ill)-EDTA  Cr(VI)
1 0.969 2.338 23514 18437 5331427 4621752
2 0.969 2.338 22642 18784 5280683 4758462
3 0.969 2.338 22832 18615 5220349 4742259
4 0.952 2.338 24104 19944 5470760 4800723
5 0.969 2.372 22797 19203 5287094 4726640
6 0.969 2.405 23830 19328 5498172 4760285
7 0.985 2.338 23971 19479 5481984 4824934
8 0.969 2.338 23393 19675 5474510 4883193
9 0.969 2.355 23070 20097 5355106 4892160
10 0.969 2.372 23826 19896 5428247 4886400
Iy 0.97 2.38 23398 19346 5382833 4789681
STD 0.008 0.014 534.45 581.88 100413.18 85782.42
RSD% 0.80 0.57 2.28 3.01 1.87 1.79
9000 | Water A + 0.1 pg/L each Cr(lll),Cr(V1)
] Cr(1ll): 0.105 pg/L
8000 | /Cr(VI): 0.153 pg/L
o 7000 |
é 6000 | Original Water A Na 73 mo/L
3 7 Cr(111): 0.005 pg/L ga $1.0mg/L
§ 5000 | Cr{VI): 0.055 pg/L Mg JEhon e
5 K 4.9 mg/L

4000 |

3000 |

2000 |

RT/min

5. TRk A IiRRIR IR T E TR S & EE

0.00 1.00 2.00 3.00 4.00 5.00 6.00
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WRIK A BIIIAR B OR T35 4, NERAPERATAE
i, BIESER DT EARIRG T CrdID) I Cr(VI)
735174 0.005 pg/L A1 0.055 pg/L) , 3XAHE IR
IR B, PIRE ST RZE/NT 5%,

4. fRKACr(lll) 1 Cr(VI) 0.1 pg/L By AREIN 2R

MEE (ng/L)
TE R8T RK A miRE iRE E Bl (%)
cr(l) 0.005 0.10 0.105 100.0
Cr(VI) 0.055 0.10 0.150 95.0

BT SRR R ANEET SRR, B AR
KB, HW RSB SR, SRR T 5
= (AT 450 mg/L Ca; KT 1000 mg/L i) .
I SRK A —HF, W7 TIARRIER AR SE R, 4T
BEWEERRTE 6, MARERERES T3S,

Water B + 1 pg/L each Cr(lll),Cr(VI)

/ Cr(llN): 1.10 pg/L
Cr(VI): 1.27 pg/L

14000
13000
12000
11000
10000
9000
8000
7000
6000
5000
4000
3000
2000

Na 9.1 mg/L
Ca 486.0 mg/L
Mg 84.0 mg/L
K 3.2mg/L

Abundance/Counts

Original Water B
Cr(1l): 0.05 pg/L
Cr(VI): 0.24 pg/L

O O o |

T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00
RT/min

o
o
=

] 6. 3Rk B MFRAMGH ERTRR S FEEE
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WA SOKEER A, 0K B (I EESTR M A T 6
R AR S, W LAR A S EAR
SR EEOTRAAE, Bl TR TR
FEf A EIETR, THRPAS T ARG G B A
PP RTIAR IR ER . FEX MR, T
R CRINER) B, FrPARM TR AItRE,

e (A i PR A BT AS A [ Wi BE T UE R T AR A AR,
SE AR PR A e AL T IR A R, BT 248
LR EDTA DAGRIE R EAF7E R o A e Sa 4

¥, Cr(llD) BAERE &2

BEAh, PR SAE AR BE R HERR IR [ i R R
A I fet R AL 18] DA S R BIAR e A3 1 pH,

WS TR BRI IE S Z TR HAL IR (Cr(VD) i
JyCr(D), WS,

#5.  BET LK (B) B Cr(IN) F0 Cr(VI) HyAREIN %

&k

ALY RIS EAKEE T CrdID) F1 Cr(dV) A
AERRE AR E BB TR . At IRAE 100-uL JERE(A
BARE 4 0.05 pg/Ls 500-puL HEFEAFA 0.015 pg/L,

BRI AT EEARE 788 Cr(ID) A1 Cr(VI) FERZ 3 43
PRAYITE] . 0T & MR ST TR,
>500 mg/L HYH W) TCR A IROK, WRESSATHER Y
TEAS o BRI BT e

R Agilent 7500ce 1) VT VAR, AT LASEEE
FRALI By ZoR AR, (0.1 mg/L) PHMERAIC TR
VAR

MEE (ng/L)
TE [RI4T Rk B MAE
Cr(liy 0.05 1.0

Cr(vI) 0.24 1.0

75
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Paulina Flis. Laurent Ouerdane.
Ryszard Lobinski

CNRS-UPPA, Laboratoire de
Chimie Analytique Bio-inorganique
et Environnement, UMR5254,
Hélioparc, 2, Av. Angot, 64053 Pau,
France

BEEE - 1

L —

IWM"“MmsiF]“—ﬂ‘

BT EME HPLC-ICP-MS SR FAFFRRIEYD
TRPENES

N A EIR
785

WEERTENTESNENERNABTIFEER, HPh—MEET
e, CEEREVGRFE_FENTETRE, HFEFENEEDN
HMEEFTREEMERFHLIFEANEER. 2 300 ZiEsaY
B, EARERPIENEAREMIRE, BETHE. R
RING 5451915, $¥IES5XE1ERAM C0, BEFEAIE, EYF
NI ENRZESBEYIETERS. EKRENEH. E85K.
5E. NHRFAF IR, FMEXEERE RN BRmE 2~ EER
M, EASHAIFBMEEXNIEY- 2R EZMER(1-3)

Agilent Technologies
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BEEETHEYARPEENRDPFESETELE
¥, BMTFERANMTHREMEERES, HERTEH
EMIITHEE, XRH—FTEHEFR. RUWMIFIEH
Ro AM, EXEVMERMEBEYIFERIHARAIERE
HEaaltEgeitsEdiEhEEeTR#, F8
Mk SEBESYNRERERESHEEEX. It
o, ERIEEMBEERRTE, EBERE. BE&M
KRBTSR EEGEDBEPRLERER, FESALE
FItR R BIgRE AR, EFIRHE®E (SEC). FK
MEER®IE (HILIC) 148 (RP) B E#IEAR
REaBEERBIEEYMES IR RERMIR
K [4]o HFUGR4EEF HILIC 2 RP D BIFARNE
ERFINT B I 2N A RIRRIERE,

AHRRIRE— ICP-MS BN EBAHEFEHEZRT
NEHZEIEBPREENEESS . BEZAR
TEATURIEINAERIEAE HPLC-ICP-MS SR &RIK
HTH0M. BFEWAREIEEL, FILEEFEH
EMEEIL,

LINERS

o
AXKBEEABTNHFEZEE (WHE) HEER
& (FHIRER) #H1TTHIF.

Hma Iz

BFIBEAEETEPFI, FRIFNREBRAE
R, BEBNREFEEKXLEDR Eppendorf 1, IR
£xmE, IEERETREATRLER, HE#H
—SDMZEBEET -20 °C BEE T#F. E9
WZal, BEREE, HEZER 1289tk (B
fa: CRE) #1THEE, FAJS7E 10000 rpm HIEERT
B2 9. WE EBERHILENFHITON

7

HPLC-ICP-MS R4
FTRESEASRANFoHER (EEWR:
100 pL) B9 Agilent 1100 ZAEEIEN. £ 30 L £&
BHIFEZE SeQuant 4 E FE (ZIC-) HILIC RIFHE
(Merck KGaA, Darmstadt, Germany, 5 mm x 1 mm (A
2), 5um) 1, 15F 90% ZEEF 10 mM ERERSRLE
AR (pH 5.5) HITHFEFEAR (20 pL/min). FARENAE
BHESER 4min, RERAZERTFHEWIEN
SeQuant ZIC-HILIC EHEM (Merck KGaA, Darmstadt,
Germany, 150 mm x 0.3 mm (R&) , 35um) . FH
TR A (10 mM BEREREE R (pH 5.5) FERRR
B (Z88), #HITHEN 4 pL/min BIBEE %R, #
EREFIE 1.

R 1. HPLC JEBRAER

i SRR [%B) B8] [min]
1 90 0-5

2 90-65 5-17

3 65-52 17-47

4 52-35 4753

5 35 53-65

6 35-90 65-70

7 90 70-75

HPLC-ICP-MS 1 ESI-MS/MS
BHOBEEMNEOERES Agilent 7700x ICP-MS (@i
Agilent capLC 3Z[1, G3680A, & 1) =X ESI-MS/MS,

1. REFCEAERIAGIEEOEN (63680A), HEEN\RAEEK
ERBNSEREREEWES



EFAEHE 20 ppb Y. Lic TI. Ce J&TF 2% RaEAHAY
AR, EERFHBEFEEINT ICP-MS £4#1T
ffifbo 7700x B9 ORS® RiE/ R N thiE = AEE IR
THRIE, DUHBRETREHILTF Zn BURFPMNZEF
Fit. fFH 60 ms BT ERRT{EIRE *Zn F1 ¥Zn 915
So ICP-MS #BIERMAILER 2

£ 2. Agilent 7700x ICP-MS @ 1E5: 4

S8 =}
EhER/BUE EAERBEILIED G3680A
JEERR 1 mm
EO# A

RF Ih= 1560 W
EKIERE 7.5 mm
HSR 0.78 L/ min
ALESE (0,) TR 0.04 L/ min
BR

IRENEE[E 1 27V
1ZEXEB[E 2 180V
Bzt

J\RAHRE R 100V
KRR 10 mL/ min
BhREIAR 7V

ESI LTQ Orbitrap Velos FRIZNTEIEE FIEI TRE,
EMEBEN3.0kV, BEFENELFZEER
BN 120°C, HREAEREIKEN 280 °C, &1
i MS RO HEERIRE 7 100000 (m/z 400 bEY
FWHM)

ZR511ie

RENEBHRE SR “zn WEEEE 2 Fr
o FHEBELTUREINEGENTEME ZIC-HILIC
ICP-MS FEAIBEBIR BRI ERERILIE, HxXY
AR SHTBEMQN (B 2a #12b) . A
ESI Orbitrap MS/MS £ EMMEEE S, ICP-MS
MRS FNE R B FESHFREG B MG REF
BEXEE, XEWTE ESI-MS RiEFIERE
FEEYMNTE, RIEENKRAES (B 2d # 2e)
B ER T AMHEESFNEMUEREINEF. X
LIRENE FBIZEE (EIC) WRENESEIEMNE

REIER

ZIC-HILIC ICP-MS MR MM ErvlE (B 2c) BEB
RIFM—EE, REMBIRER 1B EERFhEF
FoEY: - MRERR (NA) FIEE-(LAEEE), (R3).

24x10°7 () » EHE -100
\ ZIC HILIC ICP MS
o
X 12 rb0 =2
G ®
N 1
; | ],
0 20 l 40 60
24x10°- i
(b) Hf2 EHE
ZIC HILIC ICP MS
w12
Ll e
S i
3 1 E
20 24 28:: 32 36 40
100 i
() i
2 ESI MS (XIC)
S
w50
H
+
™
=z
0 - e ; \
20 24 28 32 36 40
BYi&] (min)
b ESIMS  (d) | 100, 3605080 ESIMS  (e)
373.05957 “Zn
“zn A =0.0000
|| A=0.0000 -
iﬁw |1++ 50 368.06079
& &= %Zn
h 375.05627 377.05087 ||* A=1.9969 370.05939
b‘SZn EBZn EHZn
A =1.9967 4=39963 | ‘ A |= 3.9955
0 I
373 374 375 376 377 Y% 7 3 39 310
m/z m/z

2,383 a) EHE ZIC-HILIC-ICP-MS; b) E4HE ZIC-HILIC-ICP-MS — &
EESDHMAE; o) EHAE ZIC-HILIC-ESIMS (EEFBFEIEE) RS
HNEIEE, d) ] e) Z ESI-MS EERE S FRMURER IR AE
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®3MFE (WHE) NEHRBPEEHNESHRESYNTIR

1 I 2
Fiia AR SRR
X7 (His),-Zn NA-Zn
DFR (FERE)  CHi0NZn C1zH106N;Zn
EICHRER 373.06973 366.06381
KIEFTE 373.05957 366.06389
A (ppm) -0.437 0.216

HEME HPLC #1 ICP-MS AR ERILE RS ERKITIE
BH ¥Zn (29 6 fmol B9 Zn-NA BEC&Y)) RIKNIBR H9
75 ng/L, ZIENBERHEL L 20 MR ERERN
3B EBE, BiZES In-NA BEEYINES#
1TEEER, FRIRTSEN “Zn B9EIEHEEIUNE S 70-80%.

£t

KIARRBR T —FHEME ICP-MS HEINERBAF
FE, BFoBENEEEETHEZRHREIBHH
HEREY. FH ZIC-HILIC TS 1THUR
48, SAIEEE ZIC-HILIC EHERHITH B, @i
E4E HPLC 5 ICP-MS F1 ESI MS/MS {X28E%FA3R
BHIBAES TR TFEEAEANFREY. BTE
MAREIEEL, FUEEFEREAERIE. 5
o, BBEELATRENSENEERAIFEERTH
WEERAESRES (HENUARE) NEY
Hf. NAZERMBTFEECHMEFLS: #-H
Rz (NA) 5% (LARER), BECEY, EEA NA MAS
PR BBE GRS PINAM SRS E
EFe(A,

Agilent Technologies
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Agilent 7800 ICP-MS é
[SYCRI N

ST HALERIIH 7700x $518, BRRIEEE
H4Be SRS AT 7800 ICP-MS,

,-7=;;;_-'-’-i-'-"




e

Silvia Diez Fernandez',
Naoki Sugiyama?.
Jorge Ruiz Encinar' #
Alfredo SanzMedel'

" Oviedo X%, YIESHHULFEFR
Julian Claveria 8, 33006 Oviedo,
i

PREREE, TR, BE

FHZHE®R 8800 ERIBESSEE T FREX
Rt {U&iT capLC-ICP-MS B4l B AE
% RRFOEREL BX

RL i a3
EAAY

=z

EEEMERERLEHERA, Agilent 8800 REESEE FH BB RIL(L
E MS/MS FREEBEA THRENEHBRKPHBSEHMEKPNRT. £
F LC-ICP-MS AR BRI AN SHMEBY RO RTAEXTRAR (254
11 fmol #1 6.6 fmol) , WHEMNERILENEERSEERESEVS, IMIE
BFRENENER. FIRNIHRIBRNERINERERILS, IEER
&M capLC 5 ICP-MS/MS BERAEAEFERIFHRRHNE SRS S KM
ERYENRRENEENNAEEEKREN.

Agilent Technologies
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AY

i

LC-MS/MS BFEE NIz / £ HI 25 G KA 57 P K
BREAR. kAEEEERARMLERICHERERRN
SRRIEANIRREENTEEMERLEY. SZHER,
LC-ICP-MS B UZE Bt EHIP S B MR FRRANRERT
EERMSHKHTERREEENH. BEX#HHXTU
EREEZEFHRELEY. FHENSEETFHER
BRUEMIEABRAGENEH#ITEE. TENE, WA
RERO R BR (& H 15 R 5 BE AN R PUAR AT ICP-MS (ICP-QMS)
& BEFTFHMmMAITIMIN—EBNEER TRiE/ RNt
(CRC)., EABRHLIAS S ICP-MS (HR-ICP-MS) i A
FiZERMA, B2SHILTEE R ICP-MS (BB
BB HRIER ESI-MS/MS {258 A B ZARIE & AL & Bk At
FFEEMNKRMR (FARXTFH) . X1 FHTXTF LC-
ICP-MS 3 FERFnat MR B & R &R, SIEFTARI ICP-
MS HAFSBEHRAR, EXTIES, KNEBT Agilent
8800 BEEEEBEF BRI (LEFRA ICP-MS/
MS) BEIERABEREFHITENEENTRNEEB R
FZhk,

& 1. K[ ICP-MS XA S TRANEY BRI MR A L 32

B2 SRS ICP-MS, Agilent 8800 7£/\{RHF & i
it (ORS®) MR FRE LTSS (Q2) BIHERE THIE
MiRFRETES (Q1). EZEREFELEHET, Q1 A
BHAFERRFNATERSTYRERNE FiHNR K
i, HIRTHEEMEF. BEASBTFHNERTHE T
# Q1 Hky, BATHEEEREERERT. ORS fH
ERE Rt R BREs A mEHARNE, FARY
BB THRAKEE, fiEoaEdE@TS 8800 ICP-
MS/MS Bk =$E(E cap-LC ZETH .

X

=8

B4k (Milipore, &®%E, HZA) , HPLC FAHmAFIRZ
EIAR BB (Wako Pure Chemical, Ltd., KPR, BZ) .
ICP-MS #5#Ef (SPEX CertiPrep, Inc., Metuchen,
NJ, XE) . WHERMHEEKR_E (BNPP, 4 99%)
MESE (4 >99% 82) (Sigma Aldrich, Steinheim,
BE), BBEKRERNIERRFS A LRRApSLG #0
KRSpYEEHIP, &L A4 ACTPERMAE #1 VPMLK,
FiB%MWE AnaSpec (Fremont, CA, £E) , #E
#5 > 95%,

B i
1228 SEER RAR (k&%) SEXH  2ERR BR (kE%)  SE
ICP-QMS it (%) | caplC 110 fmol 1
LC 0.97 pmol 2
caplLC 63 fmol 3
CE 19 fmol 2
ICP-QMS fiitE (TX) nanolC 1.5 pmol 6
CE 2.6 pmol 7
ICP-QMSDRC (£%5) LC 2.2 pmol 4 microLC 2.7 pmol 8
microLC 3.1 pmol 9
LC 2.3 pmol 4
HR-ICP-MS capLC 100 fmol 5 microLC 9 pmol 1"
capLC 50 fmol 10 capLC 11 pmol 12
capLC 10 pmol 13
ICP-MS/MS capLC 6.6 fmol Vi capLC 11 fmol &3
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H&AWmIHIRE

& BNPP MIERBE 1% REHHE B ERF (XERK
HEEHERTREREME) $& 0. 25, 50, 100 70
200 ng/mL (IABR. BETEIRET) MISTARHIBIERREE,

BERRL BB

SREEA=ZMA® (100 ng/mL, UBTRRET)
MHBES SIEABEMGE. Ak 1 8% LRRApSLG
#1 ACTPERMAE, TiAiK 2 €4 KRSpYEEHIP #1 VPMLK,
AiARRYEE AL 100 ng/mL BNPP fIE&RE. BE&
W2 kEEE 1 BEERAM 3.

1528

capLC &%

Agilent1200 %%, M Agilent Zorbax SB C18, 5 um,
150 x 0.3 mm RIEEAERILHN. WEHEA T B 256
BKHMZEE. AHRsEEHEE 0.1% BERF 10 ng/mL #
(fEH ICP-MS HiRER) . HEEH 1-2 L, BHELHE
EAH S5 pL/min, HHEBEBEREZENT: 0-3 9
$h: 1%B, HE; 33599 1-60% B, LHHEE.

Cap LC-ICP-MS 0O

{ERRHER caplC 0 (R G3680A EAHRKHEE
iEEOEE, B1) ¥ caplC BitHEES ICP-MS, I
capLC BOZMA— M IMIRRENXZENE S — M EFEE
MEWE.

ICP-MS
5/ Agilent 8800 BREBEE B FHEBHRIEM. U
80 mL/min KRENENSBEBNES (TELHIH 82)
AEARSER, WKE: EK, REH 0.35 mL/min,
HRFE: 5ul/min, P, S F0 %S KIFR EFiE] 150 ms
(BMEE— ) . ERET 30% KZBE$ 100 ng/mL &
FIERAYARAERT 8800 HATILM, Wi R RIRHIBE, FRAHR
EK, fEA 5 ul/min, EEIRERE. {ER Agilent ICP-MS
MassHunter 2041718 iR IEAT BikIEH TR S .

7 MS/MS X T H Agilent 8800 ;X M TEFIBEHI T
8800 & MS/MS 2% BiE= THRIELE R TRARER T
. € 2 &, EAKREE (a) ¥ Q1 %A m/z =32,
NmaiF s #EANRNME, HBRTEEREHNTHR
(BEREES 48 MBEF) . S*EHNETISESRNE
¥k S0, Q2iEBH m/z=48, NWAWF SO HENET
2, HBRTm/z=32MBERRREHTHY. m/z=48
TP AMERNEZHEH Q1 3k, X2 MS/MS
EMARRAETRENNEBRE—IMTETEE
HTHTERTTRNREMEFUE,

1. RECEAHREEIEEDEX (G3680A)
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2 THERER (b) ERTHBHUERE: Q1 KE
Am/z=31, NTigiF P @3, HRTEEREHN
Fit (BEm/z=47) , VP EHNBIEES K NER
H PO, Q2iREAH m/z=47, NTRTFRE=Y PO* i#
NG, m/z 47 = RETFHRYERMER LR ZEE
B Q1 HER. Q1 ERMTHYEE: (m/z=47 7T,
32814N|_|+~ 32315N+\ 15N160+\ 120350|+ X;j- 31P160+ E"]:H‘jﬂ,
u& m/z - 48 ﬂ 48Ti+, SSAT12C+\ P160H+, 31P170+\
“Ca’ 3} SO MIFHL) . Q2 EBRAITHIESE. (N“0"
14N160H+~ 14N170+V 12C180H+5(;J-31P+EI‘]:F1;}|‘:, u& 160+‘
BN'70*. N'°QH*. “N"0* I St BFHE) . WMEEH
FiRo

ERTIUEY, MRAER Q1 , REBRNGHNERETFS
FESBICTH, LT P/S LBl SBMBAYRN
NE (SEBRUKENTESRR) . UERHNELER
BBl (B, SBREUEHBITEER) . (R 8800 &Y
MS/MS RERBEN, REFYEFRETHNESTH
B HY R & X R —T 7 ICP-QMS K ith iR H e
Ik, 7 ICP-QMS H%%E Q1, ELHHEF R ZEEN
MR =4 SO REFEFMELES.

(a)

B9, RINESENER (30% 2k, BEiEsFEss
B) HE TRURNER Agilent 8800 R FHAER
. RS8P ITIRA 06 ng/mL, ZSHFMRRA12ng/mL,

RMENESLERRESHA 9 ng/mLF 5 ng/mL, XLE(E
EABARPEERRK, BEREZHEPSEHMNGE. AiA
AR THHETLIHER, NETH 34/32 HLbE, AT
S HZTRESHSS, MENEH 34/32 lhES 2
BitEME. WiRATREUERER. £R%H. =8
TARR 34/32 HILLER (0.0484 + 0.0017) SHREE (0.0487
+ 0.0012) MIEEIEELF. S K IUPAC {HH 0.0447 +

0.0025, MEESERENERETRERES (8800 HILL
RERZHFEEMRE) . -4.0% E -4.3% HEEKARE
F53cik [14-16] REIHREHETE, EXT 8800 BEBEN
EREEXNRETIL, BZBHEE—E2NH.

160 +
02
328+

48C8+, 36AI'1ZC+,
HitEF Q1=32 {28 [t Q2=48 Himge
(b) {’i’%

15N160+, 14N160H+
31P+

47Ti+ 12C3EC|+

ST Q1=31

83
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SR5WiE

%A capLC-ICP-MS 4 BE#EMTEH 0. 25, 50, 100
#1200 ng/mL BEF0ER (4370 BNPP FIEEE) AIRERR
¥, £ERETHRRHOEENRE <4% KIRSD (B 3) .

32->48 (2)
x106 | y = 35808925 x « 13072.8261
R= 09999

14

DL =
BEC = 3651 ppb

Count

054

0

100.0 200.0
KE (ppb)

31->47(1)
x106 | y =6362.8831 " x +5703.9565
R= 09999
DL ==e-
BEC = 0.8964 ppb

Count

0.5

0

100.0 200.0
iR (ppb)

B 3.2S 3P (HAAZEEM BNPP) EREA 25, 50, 100 #1200 ng/mL
B ARABITERET) kAL, #HE8 =2 gL, 7% =5 pl/min, ¥
X S S

4 7350 ng/mL FREERI EIEE, WNEKAHITRNE
2Lk (S/N) 91R%F. % LC-ICP-MS #4id, AT ZERH
HPHBImERNE = THERENER. AWES
8800 & FIERNE L EMTHIBES . FBIRRS A
0.10 ng/mL ##10.18 ng/mL % (6.6 fmol B, 11 fmol &,

#3tE) . HERXZESHLRRETHNER LC-ICP-MS
RIGHTARA TR RREIIRIR . FRR 1 PHEE.

MERBRKIESRS I

XF LC-ICP-MS RGN ERBBKIMEMEK . SHIKMN
REMEEIAEMARAR (ZRBHFHEANAR 1 0
2) #HITIHHE., BB EAMMEREL 45 ng/mL #0
105 ng/mL (AERFOBETTRIT) HOMREE, EHERENEES
T#ITNE, HARK3 KENEERNES, ZEEEHE
RTEHMBEIE, BIRENIEE, RESHBRUKRIR
HEKERT—NNEIE, FatRHITaE 2B R,
HESH 9%, WNERIEREE S/N HAKRS (R#1TE
BRE) . SMESKARNRIYME (0.18 ng/mL S) LEM
ES AR PIREEY(E (0.18 ng/mL S) RS, XWRERH
FHEENZEE (24s) BEETERBIRE (9s). HBEM
=, FSKRMRY{E (0.33 ng/mL P) XX5F BNPP ixk
HIKSRI(E (0.10 ng/mL P), FERTFHROFEFESEN
RYERE (BEXHR) .
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M EARPXRAEER ICP-MS RN TR #ITE REEM
TFHHEERNIEY B LC-ICP-MS A EZARAF S
MR, B35 cap-LC #E ALK, Agilent 8800 B
BB RSB FRBBRILF A LC-ICP-MS 2T & TAnE
YIRS AT RS RIFT R B RERMR (2314 11 fmol 1
6.6 fmol)

f MS/MS RERBEX THRIER, Agilent 8800 Bid{E
SHYESESRNHANEFENENYEF, NMERHE
BRTMBNFRNTH, RORCEILNEESEEEVS
REF, IEBRBTHRYOEUERER. FEATRERER
RERBEMHOBMUEENX, TUBERUEHRERE
ERBERESHNRRBENTL,

PR ST BUR SRMIERERILRE. Xt
BB AR TSR ABEIK RS AXIEE .

B EHBOERANTE (BIER) RAEEE LC-
ICP-MS ZEEZTBHEBENA: WHYHR (HYNK
Y1) . IRES (RE) MARKFEAR (TEAKBHRE
RIE) .

E3ER

ARATHZRER, BSEHRET: Tiple Quad ICPMS
(ICPQQAQ) as a New Tool for Absolute Quantitative Proteomics
and Phosphoproteomics, Silvia DiezFernandez, NaokiSugiyama,
JorgeRuizEncinar, AlfredoSanz-Medel, Anal.Chem., 2012,
84(14), pp 5851-5857, Publication Date (Web): June18,2012
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AT EHEP=Z NI Mg EER T
LC-ICP-MS A&, iwEEMEM EN71-3:
2012 FETETBHEXK

RLF 1R
Ay

3

Tl
8% (Cr) Iz AF I EmdRmEE, FEMIE, URNEMEGEEIl™
mi, Cr EERERELS, BEEZH Cr (Cr(n) Z75H Cr (Cr(vI) BT
REE. Cr(ll) 2EFATRRN—MVERETE, M Cr(VI) HR—HAKH
MPMBEBYR. Cr(VI) WAAAEH—FBEYR, BEESKTEEFEER
R, B, BRER (EV) RIBREMYFIRFIHES (RoHS), ZIEERTFE
&H{ER Cr(vI),

G, EU STER421ES (2009/48/EC) BERAREEME D L EEMBEEE
FESHTET R, RARMINZS., TEREMEMERE (ENT1) X# EU
§4 2009/48/EC HEX, HERETETHSHEE. BWRAFRHEE, i
M (ENT1-3) MEZHMEE T ABMET A= RPHETEREBAN. ENT71-3

mif

Agilent Technologies



HEREITR (2012 /%) F 2013 £ 7 A 20 BESL: MU,

FrE % EU SHER AL UEFEITRARE,
DAMBIRENHEI =X 1 X TE 5% 8
AREFLRME B X RESRFERR: $ 10X
REMATRENRE, ENT1-3 IET 17 BTEMERR

B, EfNE%h. %. . 9. W & % % 8§ 5 &

Xk.E W R % (BESNBLEN) ME. Crl
Cr(ll) # Cr(VI) A BHEEMNIBRE, BFK1. F 1%
GAMH (REFRTHIASEHER) LAHE Cr(VI)
5 ppb BBREIRE. EN71-3 FHlEHHERFEHE (W
B 1) BRABHRERE 500 &, XERERRT Cr(VI) K

PREESETZ 10 ppt, AN AR ERHEFESTHTIE,

B RARES Cr BNE, AXHETNERERKER
RFA Cr Bk, %AEEHE Agilent 7700x ICP-MS #1
Agilent 1260 £#11&tE LC,

F 1. LEMBS RN EMARER Cr FTBRE

)

BXA Agilent 7700x ICP-MS #1 Agilent 1260 4#1&81% LC.
7700 RIRlE/ KLt (CRC) EFH& (He) EX, MEK
40AT1ZC, 348180. 37C|160 *n 35C|160H %E(]ﬁjﬁijélt;FyE’ -E-,ﬂ‘]%.
FHRIGKE Cr BALENNUE. WFARMEE Cr, He #
AT 7700 SKERFTE EMIRIQIIIR (DL), FREREER
MK EL R IR X i A AT, MUBEARE
B& Cr g5k, MM/ IEUEVHESF. ATHUE
XER Cr A, BB [Cr(H,0),]" HREENRSE
F Cr(lll), @BTE EDTA ZEAHET AMEF [Cr-EDTA],
NiXFEf Cr ESHANBER S FRBEINEYLS &,
BATEREILI LC-ICP-MS BB ARG RIFAZEHIH ICP-
MS MassHunter (MH) Z{4E15k 525 .

TEME %1 %2 %3
RERREL BE. R HRIAE. B, BRREMGRR v
REURENME, AREEH, TRRETESHLYME, EFRERETHEAR v
RANLRAR v
GAR, TRRRAMTR AR v
W, WEMEEMH v
FREFEEHETHE
EEHHRE, 2R TRBNARSETE T ERE X FERE MR v
FHMERGRE, ARRELNAE v
RER, GFRERN. BR. TR METORKEK, UREREPUREEREENLUMR v

GEMEPHTBRE (mg/kg)

4 (I 375 9.4 460
& (VI) 0.02 0.005 0.2
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ICP-MS
{ERE&FRAE Micromist 2438 Agilent 7700x ICP-MS

#1T Cr BIME., LC HAIHOEES ICP-MS EX 1%,

% (Co) {EA MR (ISTD), BiFEL ISTD Eff (G3280-
60590) 5|\, SkBZEEAXA S S ISTD KE, X2
—MEEENNRIEESERN L. ERSH ICP-MS

MassHunter IR B BIRD BRTR . BRIEFHRE 2.

# He WiEERAT, MUEBSFEEZEURSE Cr WEH
MRS REE, Ce0'/Ce MENMILBMET 0.5%, &
ICP-MS MassHunter BB ZhiEEIhRER U B FEELRE.

HPLC
AR Cr WNRMER, BINMERT Agilent 1260
Infinity £#11§% HPLC: G5611A &£ 41E MM TR
G5667A £¥iEtE B HREE. EWEME HPLC AT
BEEHRTRHEERNTESIBERAEMEMR, BRT

% 2. LC-ICP-MS #1E5%

ICP-MS £

ES 1550 W
RERE 8.0 mm
E3 ekt 1.10 L/min
HBERRE 0 L/min
ERSHE 0 L/min
fifEhSERE He, 4.3 mL/min
I\ RERE 18V
KED +3V

HPLC &%
Bikb 75 mM HNO, &%, &Kkifl pH=7
iRt 0.8 mL/min
HEE 100 pL

RESH
x& RHE S 3347 (TRA)
A 10s (m/z=52) , 01s (m/z=59)

B1THRE]

89

160 s

SERREFEYHERRERMATEE, #E#%T HPLC &)
HhERERRL. £YEY (C ERESTEERGRR
DL MERBHEMMIE,

EABEFRME (Agilent Bio WAX NP5 (5190-2488),
4.6 x 50 mm, 5 pm, PEEK RiFH) , ZEBTHITAE
A Cr 9B, ERAREAERGREMNREERMR (5182-
0540), 7EfERAI, BRXEHERBARHERERE, FRBY
K (UPW) #lEM%E, FESHEREMEGEK. B8, &
ZREFNZEBYE, HERPAEESH Cr RESWIER.

R 254 T HPLC RIRIESH,

o8]

Cr(Ill) 1 Cr(VI) 9BIF Cr(NO,); F1 K,Cr0, K&&, MA
KANTO @28 (F=, HAX) . &4 Na-EDTA B
DOJINDO EHKEAT (fEX, BX) . KBRBNHERE
FES/KPHM, FSEE HCl F1EK (Tamapure AA-100,
WE Tama LFmAH, #F), BE) BTFERES.

BHaE
HmblEdEnE 1. Zdi2EE EN71-3, EEHTH—
MIEBTHEMBMENENHELER: ERERTARE
EEBNDIREN, BEMNRER (E%) BiRXA EDTA
FKBEN . MAKKPIAR, TUMENTEMEHIR
BHARESHEREFHIERE, FeRERSEERD
FHIUERA . BAGIE T MR B BB PIEZ pH =7+ 05 B,
ZHEH Cr EERFEESREED 24 MHTRE, KA
(B A4 AR 6 &8 7 TR B BB BT AT



rﬁi
Bl
il
.l

( >100 mg BB (<6 mm) ] ZR 58

v e \ "
[ FRERE 50 549 0.07 N HCI BB 5HBE—0.1 /5 mL J B2 BRTRAVERMESEERE, MR Cr(VI) BEEH
GHERS 10-15) %, EEERIERBERERENR 5 ppt. 10 ppt. 20 ppt.

[ (3742 °C MEFRAR 1 h | 50 ppt #1100 ppt & Cr(VI), WIRE 10 EREK Cr(lll),
v RERASH Cr, Cr(lll) F Cr(VI), RERTEISHHIZE 0.85 71
( (37 +2) i‘Fé@@ h ] 167 min, SHTE=SHE.
[ TEIES BRBHHEEHR (<0.45 ym) }
¥
— EBRR )

[ E—M0 mL £ 2-3 mL FEHEARRN J
60 pl 100 mM EDTA &

N 1 mLERARK

~
Cd

N
[ BEAImLOOTMEK |

v
[ mﬁawamfznizzug (10 mL) ]

( LY ]

1. B@REERE (HRRLHRE 500 )

%104 |y = 528516916 * x + 513435328
R= 09998

x10* W 025CALSd A O ==
61 B 029CALSd | BEC = 0.3715 ppt
M 026CALSd
1CA
ety
. =
8
[+]
%‘ /\
ojp
o 0
21 ’ 500 1000
REE (pot)
Cr(V1) B g k.
5. 10, 20. 50 #1100 ppt
. e
0 - - ;
0.7 14 2.1
{REBEHE (min)

2. Cr(Ill) 71 Cr(VI) BARETRMEER BIEE R Cr(VI) ME R
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R 3O T A ERIEN =M AN ISR,

R 3. FEMAILE

{REG R i8]
DL gy
oipiLy
MDL B
Eip Ly
%8B
TEE Hm1
2
Hm 3
INFRE R B
a2
a3
50 XEME BE
AR E M e
2
a3
W 0455MPLA
0365MPLA
x10° . 035SMPLA
0375MPLA
W 0385MPLA
4 | @ o3ssmMPLd
W 040SMPLA
041SMPLA
W 0425MPLA

0445MPLA

min

ppt
ng/kg

ppt
ng/kg

ng/kg

%

RSD %

Cr(in)
0.95
3.1
16
8.6
43
<1/10000
786 + 4.2
15109
50.8 + 1.3
98.0
97.2
102.7

24

29
1.4

rﬁ:‘
Bl
il
.l

DL 5 mMDL
B 3RERTIRE 1 (RIKKE, 50 ppt Cr(lll) #1 5 ppt Cr(VI)
BERER 10 XEENMMWEEREIEE., RIEGIEEN
Cr(V1) S/N, BATATIAMESARS Cr(lll) 0 Cr(VI) AIRMFR (DL)
167 S5IA 3.1 %0 2.0 ppt, E-EREENNEEENERT. B
20 DLITEME S/N = 3 MANKE . XLGE/M DL 2B,
0 HRARAE ENT1-3 P EARRIEBRENE 2 XEEMHE
HEK, FEKNIRR (MDL) Bi@idiX 10 K EEE#TITE.
MDL EXH 10 XA ERER 30 WEMKE (R3) .

2.1
1.1
<1/10000
30+07
<D.L
<D.L.
11.2
98.1
96.2

29

4.6
43

50 ppt Cr{lll)

=
IC)
B 2
5 ppt Cr(VI)
h A B ER
E § 1
\%%'%-W&:’%MJ }K\—mw OSSP P
0 - ! : '
0.7 1.4 2.1
RT (min)

B 3. RE1IRER 10 XESNENESEIERE: 50 ppt Cr(lll) F1 5 ppt Cr(VI)
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BIRE Cr(IN) &R RS

B 3 BRTXAM Cr B BHSE, 8 Cr(ll) iRESR
BIZET Cr(VI) BiRE., XEREREN Cr(VI) EERLT
WaE, MEBSKE Cr(lll) FERIIERTEE. B4
#% 0.1 ppb Cr(VI) #1200 ppb Cr(Il) EARMEILE, &

AN AEIEES, ATINESHIAL 0.1 ppb Cr(VI) K,
ERAB AR, WEREHR 0.097 ppb (EIKE 97%) ,

RE (B 10 XESNER SD) A + 0.003 ppb, XF
BREM{ER 2000 BFESIRE Cr(lll) WEE, AEBER
Cr(V1),

iR

HF3F Cr(VI) FUEZZEAER DL, FTAKRAEZRES
REHGHEEENZRESE. ATKRE LC-ICP-MS it
mikiERE, RITESAEH Cr 745 100 ppb KA RERER

BiBIaH—1H&NZAER. ERAUETEDIE
HIX AR Cr IR ESMRTH DL,

GAMEERNT. TENT. NEEKERETREE
BNawT7T=MmErE: BE (s 1) | Bk (Hs
2) FERER (Hm 3) . XEHMRSAETF ENT1-3 ME
B30 1. 2 %0 3, BEMREE 1 #HARNEEH TH S
&, REXALZ LC-ICP-MS AiE#THHT, B MRS
AREFE Cr KINERESTR 3.

EREHARETIFRE WAL, 4 Cr(l1) 2 Cr(VI) 0
WREIARS, ERES4 1 ppb 0 0.1 ppb, AHBEK
REEEMGR, BR Cr(Vl) MIEE., MiREREKRLE
RNFK 3, WITEAM Cr BAYEERFHNEIKE, X
AR, TEEKBREYE, EHRAMME

100 fAHAEER

1200 ppb Cr(1l)

Det. RT:I.?48100 ppt Cr(VI)
_ 484

x108 W 166SMPLA
1755MPLA
s 200 ppb Cr(lll)
1685MPLA Det. RT=0857
6 1 1695MFLd Area=hEBE2474
W 1705MPLd ]
Il 1715MPLA
W 1725MPLA
1735MPLA
W 1745MPLA
2 4
o
e
g
oe
([}
2 4
0

Det. RT=1748 100 ppt Cr(VI)
Area=22484

0.7

4. 200 ppb Cr(lll) & T, 0.1 ppb Cr(VI) KN BIERNE

1I.4 2I.1
RT (min)
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50-60 REFHAMHERLE 5, MERPEENHINE
THhEM Cr MGREZEITRE. S8MERIETRH
297 4 f%h, SMTAMRERNSSITHER 3-4 I
i, ZMNBIHREAREFNTEEN, IRA=MRAH
mPARRREH Cr 2EERALENRER, WRERR
TEMIRK o

21 B 3. R

o 15F

HE o [esssssssss

{'Q[’ L -

=& 8 D 20
05F

0'_

rﬁi
Bl
il
.l

&k

& T—FEH Agilent 7700x ICP-MS F1 Agilent 1260 &
YIiEtE LC Wik, ATFEEMRT Cr K24 (Cr(lll)
FCr(Vl) A BFME) , PUBSF ENT1-3:2012 HETH)
REME. FMRAE EN71-3 %35 EU STAR 2 S
2009/48/EC WBE#R, FEERENF oM ERNERR
#HZRNERS 10 ppt 8 Cr(VI), BIEEBIMFTEXTF
AM Cr BAHEB/MIH ppt B DL, FERIE TiZF
BRNAHATEH M.

—Cr(Ill)
—&-Cr(VI)

——Cr(lll)
——Cr(Vl)

~2—Cr(lll)
——Cr(VI)

L

5. Cr(I1l) 1 Cr(VI) ZiB3d 50 XAHTHIESTREY (200 940) . 24T, EZFHTEEREEBARPANAR 1 ppb Cr(ll1) 1 0.1 ppb Cr(V1)
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REIER

Itk (LA)-ICP-MS 3R & &7 miZHl Py

R

°. HEHHEA

fe&

Ed McCurdy and Glenn Woods

Agilent Technologies UK Ltd.

5500 Lakeside, Cheadle Royal Business Park
Stockport, Cheshire, SK8 3GR, UK

Peter Scrimshire

IncoTest (Special Metals Wiggin Ltd.)
Holmer Road, Hereford, HR8 9SL, UK

=

BRESW ZRATENGE, E-LIARERFTEXR
ERANBHPEEEERES. Bit, LAHHYE, tF0
ROSHEREINTHR, RE2PRESBARATRSEN
KEMRASSHMEIMR, MEDRHETEHRIES,
IncoTest (Wiggin HRATFHEEH W) MBS IF LB
BRAEEFHRE (LA-ICP-MS) 3RASHIRIZEEN#TT
TR, SEMAMEBMALL (X-FERATRAFRHFHAE), T
BRINRETERHAES, WETRER. XPLLRTEAT
FARARBIHNHIE. 4RFRA, ERFEILT. XA LA-
ICP-MS FHEMEHR, £HE. EELRKBRERYS
AHE.

Agilent Technologies

518

Special Metals Corporation (4Fff4:J@/AT) T 1998
LT Inco FEATER G, BN AR
VEfESR JE #1 #1615 Nimonic, Inconel, Incoloy,
Udimet, Monel, Nilo &4 &, A rF=FMALN R,
B AEFEER Huntington, WV, New Hartford, NY,
PAJBE[E] Y Hereford #545 T-224il3) . Incotest Sk
FEREPEAERFERAEHRAE B ffbaE i
WAL 7w

BEREGE, BT "SRRGS WM. "SRG
&7 WEGE ATRRRENGE, HEAEFN
= 8 \* ROMAN VIIIA f&ye®, ik SBeIss
AOPLBRY, 17, XS RERH R AR Rk ™ (1,
XA R AR R IL N B T AR R S F . FEE L,
1940 K, WA BIHLAY K ks 1 Rk
FEM KRR, HIG M iR, ISR LAY,
J1, THE BT & ARG AR A f . AR A [ Y
R BRI A4, DX ESRO B E A P
RERY B e R M HIRBUCRME A 7200 1.

G KBTI =R, KRR aE, 5
—XRHGE, TA - KRtkGE. WAKRESE,
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HEFIAREGEANETRRGES., RERRGE
KA VAR — BRI E B S BARE, TR
Z HE BUSOR QAR A Rl B0 s e L, A
WAL T, BV AR, KERBIPL, Ka TR
AR B,

WEREG SRR, BEHASIFARAYIRIESR
T AL R PERE TR s AT 8 ok Mo T T
—EHEITR, LHE Cr, ZITRAIEA SRR
IR CrOs, [AFE, AIA Ti Al Al S3EHNE S 55
JE (2], ERTTERMMIAE R KX E ARl
MG EORIMIERERER, BIan, W fg sl
FITCER Al, Ti F1 Nb ATAEE M 16% HHNE] 20% K,
HEEERER 4 F. GePiA C M B ul
FR, ARk R EE NG 2T RIERSIT R
L,

B TSR AR A RO — 28 & & e R DABGE HAE
RESh, AT YREIRFITR, RATR, WHE

REIER

S M R T T S A A B R A B DA S7 1) it R B 2
WHAE, HAEE XS RIS R 4 g, 5l
m, PAEAHIEAFAER Ti, Nb Fl Al fZRTrT RES
SRR 2L 4 0 77 fn - S BOR YU ST . RLERE
I i T BB I MR hL ) — B SR PE BB ST R A3 B,
Te, Se, Pb fil T, FrfyixX£eioE myik)E BIEKT
100 ppm #FAFFEAR FRM, Bi BMERAL, (Hgnd
&K (3], HAENTRS BRIV REMFHN, W
As, Ba, Ca, Li, Mg, Sb, Sn il Sr 2, Wfe2MH
T EATR b AR RE A2 T 80

# 2 9 T H AR E R A & P R AR E AR FUT R B
HAE BRI, WRPWATLAE I . BEE R,
FEH3 o EORIE B T R AR A 2R B SR ok
VRRRHAR A T2,

G T RRBIR I ER (DLs) & DARG 25 BRE Y
JRETTR, (ENTHREORE ™, REFERATER
o, BRI TR . TR SesE Rtk

>

Tl Sn Pb As Sh Bi Se Te

1. BESESEPABSSRFNER
8&TE
1EH Cr Al Co Fe Mo
R E IR X X X X
AR | X
ERER L X X
RS X X
[
*2 EBEHE5RpBRESRSRPEARAERSHRE
ZETRER (FTEENEMYA ppm)
it Ag Zn Cd Ga In
1975 g/ 5

AMS 2280 (1975-1992)

ZREEEREAN 400ppm 50 50 50 50 50
EEnE:5lk =t 5 5 02 30 0.2

10 1

02 30 5 30 3 05 1 05



H M A A TE T XE AR I A= iR S ek .
I, IncoTest 5t LA-ICP-MS TE&{5 4= i i AL
TV T T TR

i LA-ICP-MS Y& & J8 B R0 R 9tz B A0
LRy BRAE SR IR I 5 B A e TR R A T AR B A DT
Bii, Uboh, REHFE MBI RENITEATER
AR “RRAE” AT, BI/NE BT A ERAR SR,
FORFE AR5 28 1] R F 776 o s =X ] DA ) Jo
AT & s OGM) REEMEK ST, &k,
New Wave 24 R 5 HOGERAH AL S L1 1T T 6B
PR R MTR AT R SE, JE— B30 TR Rl
TR, ASCRHA R WA A Es . BLAh, FiE
PR AR LR, BOtREMmmEERY., B8
RE R B DA AR R et R e v, BRI fE— B &
P XSRS T e e, SRR Bk
R

EERS

A TAERIEOL &SR New Wave UP266 MACRO
(New Wave, Fremont, CA, USA), ICP-MS ¥ Agi-

lent 75002, 4% M) R HYHERS BCELIEOE T A ICP-MS

FETRES L, EERESHIITE 3,

R ICP-MS S LA L A i, 3925055 JE vl fiE
BRI EE TN Z R T E T T, Laa T
K R AT (R B R SR TR R
YAy . 2 4 BREG SR T AT REXE TR £
BZETE T

R3. forLA-ICP-MS 2= EIZ(ESH
a4 REE
New Wave UP266 MACRO

BRI A RT (um) 515
BEE (%) 60
EERE (Hz) 10
SEE (ym/s) 30
Agilent 7500a

EEINE (W) 1350
HERE (L/min) 1.2

F4. BERRPHIREGETH
BT XFHURE
62, 64Ni2+ 31P’ BZS

58, 62, 84Ni1H+ 59C0’ 63, GSCu

60, 61, 62, 64Ni16, 180+ 76,77,78, 80, SZSe

58,62,64Ni‘|601H+ 75AS 79,B1Br
58,61Ni4ﬂAr+ BBMO 101Ru

Ni2+ 118,1ZUSn 121,1238b 127| 125,128Te

FIRTFIYACE ZEAAL (B, SRS TR
{A G, WOt SRR IR T ST B 7K
iR, HILEMRD TR KEA,) oG ST
A G TR (i, Z0HT 95 Mo, T A2 T4k
) 98 Mo), XtFHE —Lul g8 T 0,
Ni &&4 /a6 TIENSEYE, LiksEY
AN IRBERRFOCEW SN B AM LR F& 7T

PR R, RS,
SR5WE

AR SCHE ST AR B B RO TSR TR AT SR SR T ) 75 7
8T R TR A AR AT R AR, T RAF
AR AE, 25 LRI E XRF SORZ/MEZ . R
BRFETARD, WOLRAE AL SRR B IORAE RS
BB FHRE SR EIRIEM S A A2, EEAW LA
feft— e HEFEE ., B RAE RIS Ry 4ER Y
WAMEmZE (SD), PUBEE 1 emZ il &2 =
ISR EETI A, FUCRHEKRZ) 3 mm K < 0.5 mm
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TEo HIZUOREIRE MM =R IS FIIEER, %
LIRS LPIBAA A R BA T, FRhARAE T
BEASRAE DI N B A SIVERO R B, 1R B R AR
o6 FH ) B — AR SRAE T YA P BB AR AT

B 1B ER LR Ot bRl T SR I T RAE e (1 1R
Fro VERZAE D PG AT WA S RS . SRR,
TEMARAARE TR CHILA Y L 1o T 288 7 e ot o 19

=
=P
<
]

A1 BARUSRENRESSHS

RETTR), JRETTRMMEAS), TR,
IRETTEIBA E IR MR R, SET R
JTCR LT A B R XA fE, _Eid Bk 5

REIER

P AR OE B AL BOR AR 22 R, AR 4R
ST AR Z AR R N, T EARE
B PR Ra RN TGS . AR
ARV RERAF EIRE R, FOATEHERAY, —
MRS NEREEF S TR, Sl
T R — BRI AR, AR IRE TR 1 B 2
EFTERER

HETCE MR ST, BAREL = IREL R
FEJEAE 5% RSD Zify, XME 2 /Y As 5 Ga BRfE
il 2k A R R AT, AR 2 R R I E

External Calibration = - x| External Calibration x|
Turne ; ; Tune
Mass  Element Step 15 Units L. Conc. Fatio RSD & Mass  Element Step 15 Units L. Cone. Fatio RSD %
[ 62 ca 17| er w|leem  =|[T1 2500 4BEDT P 134 [7s as 1 xf[ er #|feem  =I[" 1 foo0  4nEDz POve
Rtil] i 2 2500 4B4E0T P 1.48 s : 2 1000 10E0Z P 940
Stily] uniwsighted A SOSE-01 P 8.82E-01 Rl uniweighted 3 9100 Z3EM P10
o 4 445E-M P 305 4 9100 Z2E01 P 748
1.2E+00- 5 3800  BI14E01 P 158 BOEDI 5 3900 G925E02 P E26
6 3800  EEEO1 P22 6 3%00  BOSE02 P 432
7o 45560 P 333 7 23000  B3EOT P 155
g - 387EM P 275 8 23000 E7FE0 P273
9 1100 23/EO P 319 s g o
: 10 1100 228601 P 149 s
B.OE01— 11 2400 5330 P 442 4001~ =41 -
12 2400 458E-D1 P 452 : 1z
13 BBO0 117E+00 P 147 15
14 GBO0 11E+00 P 316 14
15 - 154601 P 732 15
G - 1.51E-M P 7.01 1E
- s 21560 P 549 : 17
0 T ] 1§ - 17260 P 732 o T ] 18
0 35,00 70,00 19 - 12660 P 364 0 120,00 240100 13
Corcfd)  ppm 20 - 113E01 P 469 : Concl¥)  ppm 20
Curve Fit: ['Y=atsb -] Efer | Curve Fit: [=aeb -] e |
r= 09334 : Bestore | Hejeot | r= 09967 i Reject |
¥ = 1.5356-002°% +7.769E-002 ¥ = 2 BO7E-0037% -3 0728003 "
%= B.5IBE+001% 5 052E+000 Min Cone: [0.00 %= 3835E+002% 11786000 Min Cone: [0.00
z Prey 14 | Cancel | Help | et Prew oK | Cancel | Help |

& 2.

LA-ICP-MS 3HRE & &R RS Ga (m/z 69) 71 As (m/z 75) By ALk



PRI, PRIRIESRES , B PRER =R, BOFSMHE,
=WERRZE R SD Fon (AR ih 2 Xt 2 ]
) o

N BRI AR, fF LA-ICP-MS Hdls 53
AHETTIEIAT T HE ., % 5 i8R 2R LA-
ICP-MS JEXf — MR A AR ES W) FE P A N Y
OSSR, 5 DMER A 2 0 IR e (OES)
MEERPEAT T HRL

HR LR A, LA-ICP-MS By ik b ad
FEHIRTG T — B R (F5EE, 5a0TEEARLEL,

5. #5657 Nimonic &% (SORRAEENRIEGE) RA LA-ICP-MS B ERNSORRAB LSRR

REIER

SLRRE

EE FHE TER
TE e ppm ppm EE
Zn 66 22 23 17-30
Ga 69 49 2.3-75
As 75 9 10.6 6.7-14
Se 82 0.23 0-0.8
Ag 107 9.8 10.6 7.1-14
cd m 0.6 0.47 0.3-0.6
In 115 0.01 0-0.03
Sn 118 53 50 38-62
Sb 121 25 21 13-28
Te 125 9 6.4-12
Tl 205 0.18 0-0.25
Pb 208 12 115 8.7-14

Bi 209 8.4 8.8 6.8-11

5H205
Fi#{E RSD
ppm %
19.7 4.6
2 2.7
10.8 5
12 145
13 4.6
0.4 14.2
0.1 137
57 4
28.9 45
107 15.9
02 39
135 45
12 4.75

5H25H 6R4H
LA-ICP-MS

Fi#E RSD Fi#{E RSD
ppm % ppm %
20.6 0.9 18.8 4.2
24 45 13 104
1 5.2 10.6 3.7
23 8.3 13 229
13 3.6 14.5 3
05 6.2 0.8 12.4
0.1 11 0.1 9.6
56.7 3.9 48.8 4.7
27.2 2.8 21.7 43
8.6 5.6 108 9.1
02 76 02 38
13.8 6.1 15 134
115 5.4 13.2 16.7
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SERMAATE RN, BRI RS R (—k
TE 5% % 10% RSD sZ[a]), A& R SHrEEW) & .

&ik

IncoTest 1455 H- W F LA-ICP-MS R G T4 A
iR EFIRERT TR E LS, LA-ICP-MS
B A AR AL T AR ) IR & T R A I R T ARE
Gh, B GEGR A OB CRESEST T R, ik
Xt B § 1S % Y AT o SRR R R S5 R, R
LR K R BT R PR TR R R, I Hidw]
R EFELTIRETREN S HER.

B

1. C.T. Sims, and W. C. Hagel, (Eds.), Preface, “The
Superalloys”, John Wiley and Sons, New York (1972).

2. R. Stickler, Phase Stability in Superalloys, in “High
Temperature Materials in Gas Turbines”, P. R. Sahm,
and M. P. Speidel, (Eds), Elsevier, (1974).

3. G. B. Thomas and T. B. Gibbons, 1984, Materials Sci-
ence and Engineering, 67, 13-23.

4. “Trace Element Control - Nickel Alloy Castings”,
SAE Aerospace Material Specification AMS 2280,
SAE, Warrendale, PA 15096, 1992,
pp. 1-4.

WMFRTRESER
WNFRE T RRATR P i RS 245 BAg T 3R AT

%t www.agilent.com/chem/cn,

www.agilent.com/chem/cn

REIER
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RERST

E&

Laura Freije-Carrelo®, Mariella
Moldovan®, J. Ignacio Garcia
Alonso®, Thuy Diep Thanh VO°,

Jorge Ruiz Encinar®

P BRUEER S KRS DA
F5R, AT

® Borealis Polyolefine GmbH,

Bty F MR

. Agilent

Trusted Answers

B GC-ICP-MS XIS AR LS R FE
AR R S YR 1T SR
MAFES AT

i

Al

WEAREENFN R A mPSBIEA TSR/ LB TENNUEY, WX
RSB SRF. H (As) BRERFRPEEEBNTRRARZ —, EAEFZTIHER
xiE, BRESEFRMNIURREENS. BRT As BBBESIEREIFANRIER
MBI, HAEACMBEEY TP EH#T R ENMITE. EFEETRE
R (NZHENRE) FE, SRMUXETENREESROREYRINE. As BY
ERSHEREHEANEY. FBIE, MNSEIATENKERS, Hbm
HENSFERE. EHit, FREHRENGEZHTISERTHSEH DML S
o
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RKSEEIE (GC) SFRERNEREA, MRS OEMH T &
REVERF . A, RRAFHNSRERT U FmTHE
HNE, AATELNERMEIETFRR (RIS 5E
x) BIEES.

FEAMZEH, KAT—FEHE GC-ICP-MS F57%&, —/XMEED
ALH TSNS HNE. KRR, 1ZAEEAFE
BEEMESAEAREMITERE (G0 Hy) NETHRREMNSES
KE,

LI ER S

SEtrERAER

REFEERS (N, PR S (AsH;) #RE (Linde AG, Munich)
BTFHEREEDT. P TE N, FIEFHRIM AsH; (ISGAS,

USA) BRI T I 12462 (Borealis, Sweden) BYSEBRA
B G0

128

5/ Agilent 7890B SMEBIE RS, EBEMMEEEEN
SAEFHEREAM J&W GS-GasPro i (K 60m, AR
0.32mm) . FERZLEL GC-ICP-MS Mi#HUEO (G3158D) B
ML S Agilent 7900 ICP-MS 1%, ERSAEREE GasMix
Aiolos || FISKZE (Alytech, France) XY SFNARHERIFITIELL
8. LLERY GC # ICP-MS 2%k 1,

R 1. L5 GC H ICP-MS &%k

ICP-MS &%} SHEEESHK

R Rz S AE ERE | He |BEHEFR (mL/min) 3

RF IhZE (W) 1600 FRELTR (mL/min) 5

KEERE (mm) 8 HRAEREE 5 min 4

BRSAE (L/min) 0.3-0.4 40-250 °C,

N, 7ER (mL/min) 10 250 °C'1%?§
2 min

REUSEER 1 (V) 0

REUBER 2 (V) -200 HEFRT b2 D

Omega fREIFEE (V) -80 bapiiing 1:6

Omega BHEEE (V) 10 GC-ICP-MS ##[IRE (°C) 250

RECHNOBEERR (V) -30 | -40

R Rzt 35 (V) -50 | -60

RELBRBE (V) 10 0

IRIRE B (V) -100 | -60
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MINERRE

GC-ICP-MS ECERIREEIWE 1 Fim. KA imEm. F5
MEESAERIIERSE (L) . 2ImRESEN, BSK
= (BEME 120 °C) MEAFSMIFBRBALZE, &
FRERERZEL. DT aSERN, SEUEHRGE
EINEIHRESET. XA BRI ERESELOTURNEdIE
BER (GSV) 171 2 (B F¥HHREL) ER#HFEESE
Bi%, GSV1 1 GSV2 ERERER, EILFERINE.

B L@ ICP-MS MassHunter 3% 755418 B IR 3% 5/ N
HO#EEE, BIEAGEFR, W NEEFEE,

Y GSV BEIMEMER, HA GSV1 WRAFFELSAER
EHHEFEOHEEDTE, ARHTAEESHNERSIER
ENE, EEMSRESHEBEFENE ICP R E,
BB, REAN GSV2 WRHAFERHFEIEY (BRAREE,
5m, 0.32 mm AR FHLk, HF@H GC-ICP-MS [,
FRELETSEEETERN, HNAISEEEEZERNY
BRE. GSV2 SEURELISHEEET, HRREBREGE
FHOMN =8k, FRLEEFEZHN GSV2 BRMEHEN
GC-ICP-MS #, H7E GSV1 #HFMIEAEFIRESHEIETE >
AIEBE ICP, XMSAFRNERER TS AFERTF
ERNMEE ICP ANt RHITLTERINEF DM (FIA) 1%
BRI HITIRR S, HAIRAFHMERBSHEEEFNIT
KRB (B), RLETRFASIRERMNSAEEETEL, Fl
WMH TR SR BT R _EBY) o

ERRREE (BTRxESN MomeEd (BTFESS
M) BVRIRIgET WAL Z S BREEZRE GC-ICP-MS %0, It
B, SME5HAETIRELES (FAEUTIEEIELR
FEANTMAERNR) , AEEIMASEEIEZOREE
ICP-MS £E 7K, RAZAEER—FmEsFRENFHT
BT ENRENESO, EeanEN,



REIER

= = ICP-MS BB T4
‘ - - ICP-MS RIf{Eth
t
_________ S )
\ s (Ar) I=EEIDN + RS
N * CPMSES | MFC 1
HEEO

.D.:’ul—"——ﬂq: o E hrEes

ﬁ e L S — BE B MFC 2
® BINBISIA § |
HHDF ' ) ICP-MS

‘\ A SK=E

po=smmmm P | RS
(GSV)
HE  SHES
\1[—2? b L
N N "
SHEeREEs
He/Xe  He -—

1. BT E#HIT 2T RZMESDITE GC-ICP-MS (2R&EE (FREERR, B8 Laura Freije-Carrelo et al, Anal.Chem., 2017, 89 (11), pp 5719-5724, 2017 &

FEF AR

FERERNARKEE, SrHRRZEN=BRYIBTBSR
BiE%E GC-ICP-MS #[O (B 1 ALZoBELL) , 5l

ZEmS ICP-MS AR BRAMES. WEEXH:

- BEBRNSENER/ERPOMYNESESRKML
ICP-MS =175t

- FRREMNTEEREREHRTOH, UHEHERERESE
Birms, UNEREENEHRITEEES DM

Itoh, BZE—IZE® (B 1 NAETSHD) LUERSHEE

EHS. ZRATFHSMNESUREISERSNaSESS,

DR WIEBAIEM ICP-MS RE, &E, XAMBIBFEND

=5 (Aux EPC) [REHBEAPIEE N, BUARIN#HITIES,

ZEBRSRATAINE GC-ICP-MS #OA OB &EIgE /558

. BIRIEEE, A0 N, BI32S GC-ICP-MS [ A HyRER R

gE,

ZR511e

N, F#Y AsH; iIE@ATRURANEZITHRMG. N, B/
68 ppb (v/v) Mt EAnERM N, TEF@MIBIEENE 2 Fr
To MBIEER Y BZIEUEE, N, TEERNESSE
tb AsH, B RHESBERT KAM M ESR,. HERN, =
WEMERBIEERNE—MEHITE 0.2 D8, SRMIBEE
Wtk (BIEHSEME) FAREHNSME, ETMEHIMET
3.8 N, WS DHT (MEBBEFELE AsH,) o B
ENIERR, — R @EA R T 2 IS D .
BHOMANESOTNIEERRESR ZRRTESAEEILHELEME
M mEL (1:6) S5, FRBMEERLD LIERER DT
YIS DTk, Alt, FRIRENFINIEEmRLLFIS
FREAIRI ERSAEE I O ML #H T, AT LU EIER
FH 2 E R L AsH, EERTFE, BRUEMASEETH
. SRR AsH, ML (0.2-68 ppb, n=13) E&R
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SN AIBEIRIADEETR: fERT AsH; IERFIHLEWE )
SIHEY 89% t11%. 1ZERKREA, WFHE—+F, MR LML E
HNESEETIVERT. A5, KREFETEEBREFERN
BEMBEEND R, I, SN (BEEEE) MEH
g SERERLRY, FAtERSEEEFG TEERIITN
TREABER—H. L EMAEA LUBREEINEITBEANME
BASBIFHEE (12% RSD)o

600000 — TSI AsH, FRESR 4500

~ — ASEAESR

:
& 450000 2000 b
; :
B =
= 300000 2
2 &
&

o 1500 %
5‘-5 150000 2
<

0 0
0 1 2 3 a
BiE] (min)

2. @RS (68 ppb, v/v) WEIEE, (Z{EERE, 8 Laura Frejje-
Carrelo et al, Anal.Chem., 2017, 89 (11), pp 5719-5724, 2017 EE{LFZEEM
WAE)

WE 3 Fios, EAREN 0.2-68 ppb B AsH; tERERT
BEAMAMES (AsH;) DI EL. T2
SHMBRETBEA, ZHERIHRBEFNESE (SO
r’ = 0.9996, FADHT 7 =0.998) o LIRS H BERSHTRIRI
FRA 2 ppt, AsH; FEAS R HBIRSNIRE S 12 ppto Y_%ﬂ]%DLE’J
SEEREZESEDIN AsH; ESHXXEIREF, X

T2 MR B &= 1Yo

1800000 -

y=23947x-45211
RE=

1600000 -+

1400000 +

< 1200000 -

1000000 4

800000

75As IEEFR

£00000 -
¥ = 3059x- 1730
400000 - R~ 0.098

200000 -

Q

0 20 40 60
REE (ppb v/v)
B 3. A EMERNA (LR) fAsH, (ER) REfLE
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REIER

BRI
RAINARAEREFC SRR T G EA S BF @ T 0.
NREERZRFTHEERIER, ERIRABT RS
o BEAUERREIREN 120 °C, 58U EREBELE
%, BTAfEm. Tk (BESE 17 %R eiEE
4 Ffi7o

SO TS DTV RIE 2 Fim. 7 (ISGAS) 7FD
—FHIRIIBYSRREWI S T et @t T T oM, HEE
179 218 ppb #1 40 ppb LR, XM MERBEEZAX, 1EEH
FERE—MATSENRESEFRBRIEDNTELB T 5o
KIAFFFERNRK 2, FLESTNIRE 95 ppb £, EH
AP LEEFENERTEAR, XAHF GC-ICP-MS JERE

FAMR M T B SRIERR,
150000 . 20000
—— TIRZA#R
. 120000 o8
*® 15000 #
b o
2 Il
£ 50000 E
=
g 10000 z
7 &
= 50000 i
il ]
i
e 2
< 5000
30000
0 L 0
0 1 2 3 4
Bid] (min)

B 4. L7 RN T = A SR SRR T e oG E.,
Th=ABEERRER 7.5 MER

® 2. AL SRR T ARG R HESLER (ppb B, vv) o 4
HTTBRANAEE (95% BEKF, TSN, PR ST ERINTHER)

RICT ke Aks (S48) ks (&4E)
st bayiis 92+4 5414 34+3
iz 954 53+13 315

(Z1FERR, B8 Laura Freije-Carrelo et al, Anal.Chem., 2017, 89 (11),
pp 5719-5724, 2017 ZEKFFXMAINFE)



ThReR

T hetFmPEE AR ESHERBREIIZETRL WER,
UBTREGNZTREDITEES ], REVEIEEWE 5 Fim. BH
®EA, BHHONEIZR (E—NE) FKRES BINE) B
5. M, RAOETLLIRERIHE™EREERE. ZIET
W RRE, FIRER R TRZSEMNTRE ICP By iZF AR
MEMEELET IFFRERM. RAFXROMTILILTTE
&M, PILUR DI EE,

100000 -
— IR T k%
— Thr=Ea#a

75000 4

N

'
4 5

Hg 38/ (cps)
:

0 1 3
BiE (min)
5. 1.7 BN T = B RMAINROR K T KRR DT EIEE
SERiF g3 Af

&, WESEMRENKEEREFmET T 0. FL
EREIREN 120 °C, 5B RESELER, BTAK
BB, T RN, BiFmERS I NI TEHERESS.
EELERIURK 2 Fim. EREKHA, BB BT IFER&RE
A B ABFRAR Z [8)89 S FAN BT SR D 8o

£5ie

£5RIERR, W1 GC-ICP-MS SAEATFXY ICP aJfeMifvtR (0
SEMRCERPEENHIR) #TEENES EEDH
(BIRD RIS D) o
THFMIURIEELE, BIRRISE ppt RE N2 TFHS
D MTEIRRMER, #1 GC-ICP-MS I AHRIRDMT (BRa#HF
598 BANFEAETISNEFRNLHE. REDHHLIE
SR, DHRESERRARE SR,

REIER

KE ICP-MS #17tMl, PI#{R GC-ICP-MS KEEBA TR
R SR RPER ICP AN TR B TREL EEDHT
BTSN o

SE W

1. Yang Song, Yuhong Chen, Determination of Arsine in Ethylene
and Propylene by GC-ICP-MS, Handbook of Hyphenated ICP-MS
Applications, 2nd Edition (3RF3 GC-ICP-MS NE Z /&R &
AUBRLE, ICP-MS BXFRANABFM, Fhk) % 75-76 1,
TR HRRY) 2015, 5990-9473EN

BEER

KRR RIARRT

Laura Freije-Carrelo et al., Instrumental Setup for Simultaneous
Total and Speciation Analysis of Volatile Arsenic Compounds

in Gas and Liquefied Gas Samples, Anal. Chem. 2017, 89,
5719-5724. DOI: 10.1021/acs. analchem.7b01082
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BITE H1H T ®E =% Vol. 37, No. 7
2018 £ 78 ENVIRONMENTAL CHEMISTRY July 2018

Bt B3, 3K 008D, BRAKEE, & S &8 R A FE TR B A R E R 44Tk b 5 #ERAD 7 MR ] BRI, 2018,37(7) ¢
1671-1674.

LU Qiuyan, ZHANG Wenting, LIN Qiulian, et al. Quick and simultaneous analysis of seven selenium species and five arsenic species in water by

high performance liquid chromatography with inductively coupled plasma mass spectrometry [l .Environmental Chemistry, 2018,37(7) 11671-1674.

g TERHE (Agilent

BB SIE-AEEEEE FIREULEK A RIE
[ B 43 4Tk o 5 FhaAD 7 FAE -

EEE S & U & AL L

(1LEEEERTFEN RO (FREALEBERRBESLKE), M, 350001
2 EEREMESHEMESHTEYUN 5EHESAEEE, HHA,351100;
JEEERASAED AR, EM, 350004; 4. REFHAE (hE) BRAR, g, 200080)

i E RUTSURMACE-ARESEETHRIGEMBIEAR (HPLCICP-MS) BB & 7k # & i & £
(Se (VD)) . EAEEREE (Se(IV)) FHIL B EES (SeMet) FEICHLEES (SeCyS,) REMA R EEE (MeSeCyS) Il
R ZimERE (SeFO) AR (SeUr) FNEEH 38 (AsB) \ — R B HlAEE (MMA) | Z B E W& (DMA) | IF ff & 25
(As(ID)) FEEE (As(V)) £ 12 AR ST RN DA E KA ZIER ZORBAX SBAq R GG, £/
20 mmol L™ #4588 +5 mmol L' DEERERLM IR R (pH=4.4) AN, FREH 1.0 mLomin”, BEIESE B F
PREE (ICPMS) L, £ 75 min HELHE RHARW. AES 2 MIERSHEEEXRYHXT
0.9995, 1 PR 4¥ B 0.15.0.13.0.15.0.18.0.12.0.29,0.25.0.26.0.10.0.15.0.14.0.10 pg- L., #ZFEHE
10% A A, IAREULEH 76.9%—106.2%.1% /7% TR FH R KD 7 MR 5 MR SEREE ST
KR A, BES BNEEeL - AEESEE TR RIL.

RENEE AREARREENFEANKETALEENRFELENTREFHERTR U FRETRIREX
FEARTEESAMEBAAEEZ B, iRZRSATERRME . EFF MRHE hRZEMANEHLESEES

EHZER MrE—EEXTNaNs BTl EeNERRREEE, MREEMFFNABES . B
THHERENELS TUNERN M —MANKNETRE YREET—ECEANMNMHEMMAKESEEN, ™
YREBT—PMFEEMKEER RS HENNARTEEE ML SMHNSEHEEERANTRAMEERAE
5 ENEAEELTBEATANE Eit, iR RE. EROERESS AR dMRmasEEs AMERERZEE
BEEEW

BR SRRSO AEAS e NARESSEFHRRIEEKR, TRANAAGLEFEABTTRE
ENERAEFAEE B CRENARSOMESUETSRESE, BE 05 6 ATE, 5B EHEE 20 min £5F,
GEABRABKNEOE. AW A RAEIH—RREDBEIEHE, /1K 10 min A5 BN EREEEL (Se (V1)) ERFL
(Se(IV)) FEACEEER (SeMet) Tl 1% Bt & ER (SeCyS,) . BB 88 4% 2 Bt S EE (MceSeCyS) M 1% Z i & B& (SeE) 70 AR
(SeUr) %7 PRI, 50 7 MIERZZSADBRE ETS . REUE S ST L.

1 SRS
1.1 X257

Agilent 1260 B ERAR @I Milli-Q HBHEk REE (Millipore) © Agilent 7900 FLERIR S S B FIRR L 5158 2R
MRS EK I AR A PR AR S (AsB)  — B BER (MMA) — R E 8 (DMA)  TaEsE: (As(I) ) B2k
(As (V) HbREfE & R B ERT SRS SR BEER (Se0?) X BLE RS (SeCyS,) . IR (Se0?) MR ES

* EEENASAYESEEYESEHNESALREFRIRME (PY16007) FE.

REIER
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1672 R B 4 S 37 &

B2 (SeMet) . B R 442 B & ER (MeSeCyS) RUSEE M B B Bt E R EH R AR (SeUr) FE R B Alfa Aesar; i €
ZHiEE (Sek) 4R &, M BEME X TRC AT AREREREFER 4 CTAH, BREMESRRFIM B ESHERRE
BioEmLBEKERERES, T8 LIERRALRES.
1.2 @&t

Agilent ZORBAX SB-Aq RAF@I4HE (4.6x250 mm, 5 pum) ; FHIHE: 20 mmol L FR4REE+S mmol L. ' IR BB, A
SUKIAT pH=4.4, EE%M, FiE 1.0 mLemin™', FEHEE 120 pl.
1.3 ICP-MS T{E&EH%

THEEIIS50 Wi BB HEROEHE EHNFEFEEI04 romin TESTEE .09 Lemin™ BHFEE S mm, B S5
R ER, FE 10 mLemin™ T FLE 7 As (FR4 B8] 0.5 <) F17°Se (FA43 B8] 0.5 <) .
1.4 FRAE th £ B

Sy 3 B Ak IS 7 AR .S FRERIL S I ROARE BRI, B AURE A 1.0.5.0.10.0.50.0.100.0 pge L' BB &R
HRRAT, ERAITFAEREMT, £ A ICPMS Masshunter T E & BILENRSERF O 2B REHLE.

2 #R5iHE
2.1 BiESHMMmE
211 @S EARER

AW FEE A Dionex AS19 # Hamilon PRP-X100 7 FIAE F 3R @i, 5 BSME 7 MIARZS, %% A Dionex AS19
AE TR EEHMTRRERATRESEN, RAET 3 MM, . M%EA Hamillon PRP-X100 BE F ik @iZHE
MBI R A RAES B, 12 min BB T 7 AR, BEKEEE (SeMe) TR (SeUr) AL LS L
WA pHRE EIES RN SeMet F1 SeUr 2455, 1788 Hamilton PRP=X100 F Dionex AS19 7 #iFH B F 354 2 1%
HREESE 7 MRS
As(IT) ERRBTRHREENRTERNBERT MARES
FR@ERSE T MRS EWERA Agilent ZORBAX SB-
Aq RFE @I (4.6%250 mm, 5 pm) HRESES S FEARLES,
EE M. ALFERT—EMENE AR RERAZELH
ROHE T MERS RATERTNCRBEBRNENRIE, £
W7 MARSSTMEREES B A EME, 2i{AZE

X106

it
(=3

e AR — & RS 7 MRS MBS, £ 7.5 min BT
of . . SRR 4 4388 7 WER .S FERAS (L 1), Eit, AR5
370{§¥Hﬂ’lﬁlfmin 60 ¥ Agilent ZORBAX SB-Aq RIEEIEHIEA DB EIEH.

2.1.2 pH MFE#.FERASEAIH N

WAEMpHEREMTEESAENEEZEE, Bt
HEZZIRFMEN pH WA E M AR ES B0, S
B4 3.5 B, SeMet IERER 5, MMA #0 As (1l) &5 7, BEE pH {EAIIE K, SeMet ERI B3, MMA F0 As (1) S2H 5
£5HBY pH EIBE 4.8 1, 7 AR ASHEESEME LS HE, B As(V) 5 MMA TiES 7 2 pH EIGE 6.0 8, As (V)
S5MMA EBES, AT 4 NE T MAESYESINEES S 4 pH EHEEEZE 65/, As BEAH 4 1 B
As(ID 5 DMA iR B4 05, T MARSHETMELSE. 4 pH HA 4.4 B, As (V) MMALAs (T \DMA.AsB B
Se (V) .SeCyS,~Se(IV) \SeMet.MeSeCyS-SeUr £ 12 AN RS E, BERESBESE Bk, A REER
THE pH EH 4.4.
2.1.3  EnEREEIREN AR AR S S B0

AR AR A EEREM A A RN 25 5 FhEmAN 7 RS, KA Agilent ZORBAX SB-Aq R @&, UTE
MR (5.10.20.30.40 mmol= L") BT BB TR A8, I E 5 mmol L' DUR B BN 1E A B FaHX R, 2R aERE
M AT REESERERBEN 0. M SRR ENEM, 2 BRSNS ERRENOAZEEZHME, B8L
EHMMIEE RIEEIRYEEE R AR E e G R D, ERAEKER 20 mmol - LB, S EWHIES RIEE
A B R A ME, E AT 52 2 BUAR S AR AT B PR B 29 20 mmol - L7
2,14 BFRAFIEREXNTE . MRS S SN

AR EFAT (CREER. EIRERD . IRERN) , FRFEE FIHXH N F R E A S S AR M.
1£3F 3 AR B FHAFIA, 5 MEE AL S YN EEE RER N EIE A EEEERNIEAD B FIHAAE, SeUr I REL
ERETMH, B Seh MEREBEAERN S ML EREEBNEASFIHAFIE, 7 MELSLa REss, 1
2 Sebl KRB EEIIER. EEEE, AMARLACREBBEMEABFIEF, 2 AR BRSNS BEMRS

1 SBAq HEEERE
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EHRE BoimEER.

BF AN L E S LSS E, I 25T IR AR B E (0.2.5.5.7.5 mmol + L") 350 RS
SBENE. S TN CIRBEERNRT, SeCyS, fSe (IV) IERIEE, H MMA 30 As () IEFE B L5 5. M Sl B e,
12 F R R RS A DUAR RS E, S5 8W MRSMES @R B AMSFHEERE, £ 5.0 nmol- L7 24
TEERSN1E H B F 3R 7.

2.1.5 FEEBRNPESENTERE. ERSSENEN

ATHEEBRFMEEERESENRGERYE, TERMHEPRENEE (0.1%.2%.5%, V/V) 3 E#. B
BNBERIN. RERMA, TR SRS T E#M. WA SR EE, Fo0E ScEt. DMAAsB RER:, 858 &5 1S5
A, IEL R 8, B S AtiElm v B & B ESR N E A0S, DMA 0 AsB TSN EL N B YREBESEWE 5%
B, MeSeCyS R EIEIZIERI T £ S5 A IETE, FLEWMMABRRRIER, KM ETIEFRM 12 S RE.

2.2 As FA Se iz 75 B B AE A9 43 4T 1 BE

TELEBLHEGETUET AsSe REMREREEHE FEE(RSD) MEXERY S R0E LEERES
100 pe+ LY 12 #hE8. B S WARE SR ER R, SHEE 7.5 min AMKE RIFHSE. BARERRELFTIE
TR, BWAHFETE RSD 97 5% LT, BHASE 1100 pe L SEE M, EARFOEEER, SEEEZHHAT
0.9995. 14 LCACP-MS @i {FRREL S/N 4 3:1 R AR EITERHR, TEERAE LN ERSHEKR, ZAEE
NE 2 HFRH. ARSI, BFRE. S . REERSHA.

#F 1 HPLCACP-MS RRHIE 12 #hs RS 1L S 4T AE

s (REBRHE /min %iff?; XS (#i‘f['%f) i e
Se (V) 2.142 1—100 1.000 0.15 1.11
Se(IV) 2.326 1—100 0.9999 0.13 1.44
SeCyS, 2.628 1—100 0.9999 0.18 2.48
MeSeCyS 3.096 1—100 0.9999 0.12 1.55
Selr 3.447 1—100 1.000 0.25 3.46
SeMet 3.749 1—100 0.9999 0.15 1.93
Selit 6.292 1—100 1.000 0.29 1.10
As(V) 2.310 1—100 0.9999 0.10 0.87
MMA 2.510 1—100 1.000 0.10 1.26
As () 2.778 1—100 1.000 0.14 2.15
DMA 3.180 1—100 1.000 0.15 0.46
AsB 3.548 1—100 1.000 0.26 2.06

2.3 EEREER ST RINGRE YKL

FIREIZMAENETS EEENEMREE (B 1.8 2) #T. BRES, B BERFE GB/T 5750.6—2006
BESESEETHRRLEHTEM. M EMNE LRAM, # LE 2 hEMEEN5H 1.93.3.76 pe- L™, BEE
ERA 4.36.22.6 pe- L7 XHEE L2 #HITHLOARS MR LI 12 FRENH As(V) BE, SE20514 1.88,
3.67 pe LK L2 hEESe (V) EHE, SESRH 4.26.22.0 L7

TNFR EISRIE E R | AR, 23R MARREK TR 12 #8 . L& MR SR ER T, MARKREHR 1.0.5.0.
10.0 peL7, it EHERPH. AEHELEDNMFEEGRE, SREREF 2 AT 2 AUEY, SEEKEDMMRE K EE
76.9%—106.2% Z [8], HIFHFEMRE (%, n=5) [T SeUr ZE{RRER 4 9.56%, HEHE 5% L T.

F 2 OKEERER. FEIANER IR (%)

- - ESETS — - O
ws  AEO mmmes oms MO0 am mewms omem IR
s 4 J AT
7 (pg'],") (p.g'l,") Bl E /% (pg'].") (p.g‘[.']) W /%
(n=5) (n=5)
1.0 88.9% 2.82% 1.0 95.3% 7.69%
Se (VD) 4.26 5.0 92.2% 2.70% Selt ND 5.0 96.4% 4.25%
10.0 90.8% 2.06% 10.0 91.0% 1.97%
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1674 Ix b 1 ) 37 %
gk

s BE MERES i gggik ps KB/ WRRE i éﬁgﬁi
(pg-L7") (pee ") o1 44 3 / 9% (n=5) (peeL™") (pger ") Y 1% (n=5)
1.0 106.2% 3.14% 1.0 89.3% 1.24%
Se(IV) ND 5.0 95.7% 2.03% As(V) 1.88 5.0 99.2% 1.50%
10.0 94.9% 1.13% 10.0 98.4% 1.24%
1.0 77.5% 3.02% 1.0 92.7% 4.76%
SeCyS2 ND 5.0 87.7% 3.18% MMA ND 5.0 91.8% 2.43%
10.0 86.2% 2.48% 10.0 92.8% 1.74%
1.0 79.6% 4.79% 1.0 90.0% 4.96%
MeSeCyS ND 5.0 91.8% 437% | As() ND 5.0 90,29 4.86%
10.0 90.3% 4.20% 10.0 88.9% 1.77%
1.0 82.4% 9.56% 1.0 87.7% 4.45%
Sellr ND 5.0 87.6% 4.02% DMA ND 5.0 91.6% 3.50%
10.0 82.2% 3.87% 10.0 93.2% 1.76%
1.0 76.9% 3.81% 1.0 88.7% 3.85%
SeMet ND 5.0 84.2% 3.10% AsB ND 5.0 91.1% 3.32%
10.0 82.8% 3.30% 10.0 92.4% 4.88%

iEIND FRAR T HER.

3 g

AARELTRURACE- RERSER FHRRIEKARNMEKRS 12 M WESHSIRAE BoeEE
(7.5 min) , EEFHRE . RPOEBERS, FEFENATHE LHEQNSTEREN ST, 3T TR R SELR,

ERBEEAEAREERDWH. ERAHERRESFTEET S5,

REIHR
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Z1E{L (Agilent)
TR TR

---------------

MW EN- SR EGE-ARBEERETIRRIEE
BX R B A W01 R P RO SR TS

ko2 mEad EaE aHm g
(1. EEIFEAFEAFME 0, E5, 100048, 2. REWEE (hE) BRLE, L5, 100102)

B OE OBITHESBDER. SIHEEL - HEBEEE FIRELER (HPLCACP/MS) U E 4 ¥#E & &
RESMAE RABERE/L-FHERENEEPFERRAKMRER—ELRHITHERE. HES
ICP/MS BIRF B IR EMUBRF ST MR PER. CER FERS 4 MORRAE IRIEAMEIM HPLC-
ICP/MS AEATTEARAEZIFESENRPARES, HReTGE R BB M EEMIERIENZERT.
AR BN ZERGE. ST ERAMALRESEYR, 6 REITHNE S ROENIRERE (RSD% ) /0 TF 5%,
BENEESHREEEYME. ZAECEEE HRENNES oM EE. FEELRENEER, ERT
EWHR PR SHRIEZERS 54,

SE429E BURSBIZEEL, HPLCHCP/MS BEE, WM&, RS,

RNFEFERSERNE FER.CERNFEEREECENR TR EESSHNERNRMPETR. RFHE
MHEFERBTFREENEEEESRRE, EFERETTRVEE. AIRNSEEBTINR MEFRERESHE
RAMENRELEY, FEREHEFRAELIDIEME R, BILRIRE 2T ALEAY. FE R X R . BR 553007 B 7R
BHRSFMER SEERKmESHER, NREBEIEMFERELEREERER ETARAEERLEMHSEE
B EVERASRYE. REMNEESSITENEEMERPRES.

Bl SHEE (6C) S EAE (HPLC) SEAEARK (CE) FAFTEMNSU S BHEAR SEFHE AL
(AFS) EFRULHE (AAS) HBEBREESBEFHRIRT LS (ICP/AES) URBRESSEE THRRE (ICP/MS) &5
RYEHENEAREFAEHASFEMRESHEZFER"  Hd, HPLCAICP/MS BERABFRE S S RYE R
# EOGRSR . AEE TUSENERE. B REEARN TREGIUHRNERESTITSERNS. EXF
MEAMESTRARAZ "  RESSOTMNETLEA SRR ENEN FELEN. RELTEE ERE
BU(SPE) &4 BB %, EARRERGE (SPME) P20

ANUBHMALETESENFARRNR, EEENHEXERMER L, B3 7RUEHBNZ L. B it S B
REEAZEREFHITHR SR IE, 32 H HPLCACP/MS SENE T W SRR S HA A E. MO B 2= A &
R ES, Z{EE L, MAAEIIA HPLCACP/MS A7 8 min WEIAI &S HE S 4 FRES, KABFETHROS
ETiE, B E T EVHRPRESHREZERSTER.

1 ZIEES
1.1 5 F

Agilent 7500ce 1CP-MS, BEE A HER K S NE BB Agilent 1200 HPLC, i BN ZEELAL (CEM MARSX) . 5i%4
FHEOHL (BECKMAN COULTER Allegra TM 64RCentrifuge) .

EEmR S (R ZREE) (LA E R (Rl (R EE (&8 ) —#isk (He' ) B &R (MeHy) (285 (EiHg) FREFR
(Ph-Hg) #RAR . MK EEZE 18.2 MO em.

RARESEYER B PNRERRESENR CBWI10029 (FEHEREMRIE) , ALIRESZEYE CBW07601
(7 P 1k IR 5T )

# BITERFR A [Tel: (010) 68902695-802) E-mail :zhanglan123123@ 163. com
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4

1.2 SRIS&EM

Bi% 14 Agilent Zorbax Eclipse Plus C18 @54, 4. 6 mm x 150 mm, 5 p. m: fRIPHE Zorbax Eclipse Plus C18,4.6 mm x
12.5 mm. FEHHE A 84 10 mmol - L' BEESEE /0. 12% L-EREEER, EAKET pH =7.5,£0.45 um IBELER B HAR
BE. ENFEIEN 1.0 m Lomin 'S AR 5—100 pL. 5 EEMRERFINE 1.

*1 BERBRERF

t/min Al% B/%
0.00 92.0 8.0
2.50 92.0 8.0
2.51 55.0 45.0
6.50 55.0 45.0
6.51 92.0 8.0

ICP-MS S8 ASTTHER 1550 Wi RAERE 8.0 mm HSHIE 0.6 Lomin ™ WERWOEXS ARELE, £5k
BT -5 Cr b REENERE SNEEERES, 1.0 mm BE SENENRES O0,/Ar BES(20:80) MAZEH10%
SRS I Time program. Efj‘j%:l—[gm, F4EFE 0.5 s.

1.3 #majdE

HERBTREL0.2000 ¢ MR BTFEME . RSN BNRZENHFZE (PIFETFE) fREERRE P, A ZERF, RER
FN#HAZER HSIIE 1200 W, & 10 min, iRE 80 C, ## 60 min. ZHRBFERRE, SNEER, {THSHEBE, &
SEREEBET S 1S mL BEEDOE, 4000 romin ' HEF 4 CEDO 10 min, iF 0.45 pm FEESE, EHEN. BERE
HRiEiTE /it

2 HR5iTHE
2.1 HSmRILEAEEESEL

YR PHRERSTITLES S RAREBIRS RS THSIEN BR SR EHTRE"Y BT ER
SEH, FATE S B W BIEE 14,18,21] RE 56 mol+ L7 ZHEK HC{EAZERF, S5 HMENLHITHERIE
B O FEELEF A RRS FERMEN MR LBREENFEAR. SBE . RIREFNAEMAEL, #EENAR
e R ERMES BN SERSREDERS, A AT WIS RUEEREARBEYHES — 8RMAL
TRESEYFEAORMLEAE SERAS mol- L MBI MA—E R L MERMENZIA, MA L ERERERN
EFREPERMORBINE. XPUEAPHRERFESEWRAG, FRERTHENA S LFBREREMRE SR
ROSANE. R, YEMEEMAGREN 3% 5% FHERMEES (£ 2). FLHLFRA S mL 5 mol-L~" HCl-ImL 3%
L3RR m B AR R ITRUE SR BN ZEBL.

£2 IARERRENENFESEMRTBEREIRENZE (ks ")

He * Me-Hg Et-Hg Ph-Hg
5 mol*L~"HCI + 0% L3 Bt & Bk ND 712.8 ND ND
5 mol*L""HCI + 1% L4 B¥ S ND 731.4 ND ND
5 mol*L~"HCI +2% LB SR ND 759.9 ND ND
5 moleL""HCl +3% L3RS H ND 800. 1 ND ND
5 mol*L~"HCI +4% LBt S B ND 756.4 ND ND
5 mol*L~"HCI +5% L2 Bt S s ND 795.2 ND ND

ND, et .

2.2 1LC 5 1CPMS &4a1%E

e EMG (BIEE . AANEPEPLZEENRE. RSB E. S pl ) UERILEEHET TR
™ EREMEGT, RA Pus C8 EH#HT MR FER ZERREXERS I MRBINSE FanE
10 mmol L™ ZE§$2/0. 12% L-¥EREBMIFMA—FE R HBEEHMNER. TREFERFRBIBEK, RAHERKHIE
FREEHIALLFI S HRERERLEN. 4 MRESVRRERE. &S, ERETFHSAFE. 1L, R EHEH
PIERRBFIAICP AR ERER, ICPMS MREFXFR S RALE LR FH A AR E 53 RERF (Time
program) , AT B RIEEFRHN AR ET R EHREENESHNRS.
2.3 FREHESRS

SHUSIEF 5 B B, 3% FRET B2 T M BK  Bh ZE BN HPLCHCP/MS 55X B R B A B RS 2 FE PR RS TS
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WE=F IR EMEN-SUREEIE - ERESEE TS AR AN E MR TR RES 2221

i, AMREN R P ORESEESHSAE | SMERFTLE o 7, T HEBEMRERE (RSD%) NF 5%,
BRI N, HBRER, ZEATERPNESRER ASZHRPNERHRMBER.

1600 |- J
4000 L
3500 Moo
3000 Lt p | P
1000 -
g 2500 . |
# 2000 # 800 -
1500 S p ‘| |‘
1000 iy o Ll A%
500 200 vl
S L% L T .
Lo bbb b ba b bl
9 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 0 0.50 1.00 1.50 2.002.50 3.003.50 4.00
f/mm f/min
E1 sR5AEHRHFRESEIEE
#3 BRAMALRESEYREN 4 MREEST (he-ke ' n=6)
ilgz + Me-Hg Et-Hg Ph-Hg Bk
Found Certified Found Certified Found Certified Found Certified Found Certified
1 ND ! 795.9 840 £30 ND ! ND ! li !
2 ND / 796.6 ND / ND / / !
3 ND / 791.2 ND / ND / / /
Bl 4 ND ! 800. 1 ND / ND ! ! !
5 ND / 810.2 ND / ND / / /
6 ND / 802.1 ND / ND ! ! li
iy ND 799.4 ND ND
RSD /% 0.81
1 212.4 ! 171.8 / ND ! ND / 384.2 360 £ 50
2 211.9 / 181.4 !/ ND / ND / 394.3
3 201.9 ! 184.8 ! ND / ND ! 386.7
A& 4 225.4 / 172.7 / N D / ND / 398. 1
5 226.9 ! 173.7 ! ND / ND ! 390.8
6 217.5 / 171.6 / ND / ND / 398.5
F i 216.0 175.9 ND ND 391.9
RSD /% 4.33 3.23
3 &g

AR AR B ERLGE T AT IR, R A HPLC-1CP-MS BE A AREZ TEH . ALIREW R P RIS
AMAE. ERILEAEMEE . REREHRMFRA T, B2 5 mol- L7 EhERFN 3% B RBEIEAZERLF, Plus C18 H 43 5
RUUEGWTS. RIBAEILMAE, LEAMALZTRESFNRAT R REES ERETRE, FITHRSTERTE
wE (RSD) 3/NF 5% (n =6) , BEERKF. B8R AZRENRPRESHNELERTR BERTESENREIESH
BER AR ENREARIRMBER AHENCEEE HFRREINES. SWHEE XAHEEWERDER
RS R RIEIRELS S iR F k.

[1]

[3]

s % X W
BiREEL, BELE, KR S KERPRIFESNREGE SESLERTFRARESTE [0 DEWR, 2010, 39(3):
321-325

Yuxiang Mao, Guangliang Liu, George Meichel, et al. Simultaneous speciation of monomethyl mercury and monoethyl mercury by aqueous
phenylation and purge-and-rap preconcentration followed by atomic spectrometry detection [ . Anal Chem, 2008, 80: 7163-7168

Marfa Maldonado Santoyo, Julio Alberto Landero Figueroa, KazimierzWrobel, et al. Analytical speciation of mercury in fish tissues by
reversed phase liquid chromatography-inductively coupled plasma mass spectrometry with Bi** as internal standard [I] . Talanta, 2009,
791 706-711
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[4]

[6]

[7]

[8]

[9]

fio]

[i1]

(2]

i3]

(4]

(5]
bel

(7

(8]

(9]

pa]

p1l

B2

Isabel Lopez, Susana Cuello, Carmen Camara, et al. Approach for rapid extraction and speciation of mercury using a microtip ultrasonic
probe followed by LCICP-MS [l . Talanta 82 (2010) 594-599
Susan C Hight, John Cheng. Determination of methylmercury and estimation of total mercury in seafood using high performance liquid
chromatography (HPLC) and inductively coupled plasma-mass spectrometry (ICP-MS) © Method development and validation [I . Analytica
Chimica Acta, 2006, 5672 160-172
José Soares dos Santosa, Miguel de la Guardiab, Augustin Pastorb, et al. Determination of organic and inorganic mercury species in water
and sediment samples by HPLC ondine coupled with ICP-MS [ . Talanta, 2009, 80: 207-211
Haiting Chena, Jianguo Chena, Xianzhong Jin, et al. Determination of trace mercury species by high performance liquid chromatography—
inductively coupled plasma mass spectrometry after cloud point extraction [l . Journal of Hazardous Materials, 2009, 1727 12821287
Jian guo Chen, Hengwu Chena, Xianzhong Jin, et al. Determination of ultradrace amount methyl- phenyl- and inorganic mercuryin
environmental and biological samples by liquid chromatography with inductively coupled plasma mass spectrometry after cloud point
extraction Preconcentration [l . Talanta, 2009, 77 1381-1387

Maximilian Popp, Stephan Hann, Gunda Koellensperger, Environmental application of elemental speciation analysis based on liquid or
gaschromatography hyphenated to inductively coupled plasma mass spectrometry—A review [l . Analytica Chimica Acta, 2010, 6681 114-
129
=, W EIE, TEEE SHEE RRSASETERIEHARARAFAkF=RBRESSH I . 44TLE, 2008, 36(6)
793-798
Cairns W R L, Ranaldo M, Hennebelle R, et al. Speciation analysis of mercury in seawater from the lagoon of Venice by onine pre—
concentration HPLCACP-MS [ . Analytica Chimica Acta, 2008, 622(1) i 62-69
Chen J G, Chen HW, Jin X Z, et al. Determination of ultra4race amount methyl phenyl-and inorganic mercury in environmental and
biological samples by liquid chromatography with inductively coupled plasma mass spectrometry after cloud point extraction pre-coneentration
[ . Talanta, 2009, 77: 13811387
iR, LR RRESHPRATLEsAR 0 . 8RR, 2001,21 (1) 189-93
HNE, RER, £EH X BERGPDANEDN-ABREASETEREANEEYHERPNERMEREE I tiER5R#
4y#1,2007,27 (1) 1173-176

B, LR, 3. Bk R BRI ZEEL- HPLC-1CP-MS R FLLAF sha 5k [ . BHEE2) 20101424
BRE R THR, % BRRHPLCICPMS RANELHEREEADORER. CHE ] . FEkF 2008, 27(5):
698-700
BRE AR TER £ A AEEBHPLC-ICPMS RENEEMHERPHPERSZHRE ] FELE, 2009,28 (2)
310312
Wang M, Feng W Y, Shi J] W, et al. Development of a mild mercaptoethanol extraction method for determination of mercury species in
biological samples by HPLCACP-MS 0 . Talanta, 2007,71, 2034-2039
Chiou C S, Jiang S J, Danaduraik S K. Determination of mercury compounds in fish by microwave-assisted ex-raction and liquid
chromatography—vapor generation—inductively coupled plasma mass spectrometry [1 . Sepetro in chim ActaiB, 2001, 56 (7) : 11331142
LR, WE, k. HE- SSRGS ARBASETFHRRIGENEEMHSTMRERMZER [). S7 N, 2008, 27
(6) 1405408

Bl W BN S AMENEEEE FETRARAREARAKFRPRERERLEY U] S MEREE, 2010, 29
(2) :64-68

k2, BREL S, & BRI e BERASETHEREHARANE MR PER. ZEFRSFEF [ . FHELE,
2009,28 (5) 1772775
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R, R, SRS SO (15 - PR R A S5 8 T (AR BT e DR 0 R OB T O BRI ) ] BB A2, 2017,36( 1) :198-200.

.:::. ... BRI (Agilent)

RIBBIE-BEAEESEE TR A RE N E X STALY ey Ty

> 1 RPN =2
K OAR KRB NRE
(1. INVERFER2%, KA, 037009; 2. ZHEeRHEL (P ED) A RA R, Jbat, 100102)

W E @S T RN AR - B A S B TR R (HPLC-ICPMS) 5 KA S04 v ]
PR RPN E I S (R R EE W AR REE | — LA | P A A AR S ) (T T e AR T RS S T
& Zorbax SB-Aq SUHT € i A PR 43 B R TCP-MS 1 R BBURE (95 1, 76 4 min DI 5E A 5 FREE LA P 4
B RURGI. 30 3 b R R P A R R LA B [ S BB ] Ay 4 BB R , B 2 5 1% WA 75 AE B 15 min A3
FESEEG )7 52 Al FHIZ 7 i TR S IR [BICR A T 85.5%—119.2% 22 18] 38 12 1 58 EL SR 5l & B0, KBk 4
R TR PR AR S TEHLR o RTIEE A LE Y 809%—96%.

X$#1A  HPLC-ICPMS, FUERLAY), P o8, ik .

AR BT E U 2 A FDE S WAL & WAL, 2R, L3 DUB oK b & B0 1Y 32 2 0 Ak 4 A 0 o e
(As(T0)) FfifRdh (As( V) ) \— HF FEAHER (MMA ) F1Z H SEAfER ( DMA ) |, 761 ™ i o DU 32 22 LR RIS ( AsB ) AT H 5
(AsC) B I7AE. FER L3t A AL O LDSO(mg-kg™" ) 43510 . WRHEREE (As( 1) ) 14, AR LE (As (V) )20, —
FH LR (MMA) 700—1800, — 1 LML (DMA) 700—2600 , fifi lE 68 ( AsC) 6500, i ft =2 66 ( AsB) >10000. H1 JHw] W, J6
BLER ) BB, B SEARAI A S /N, 1 AsB  AsC AR R BIA M R EE 1Y AR R RIS AP s RN AR,
S < N A 07 A O B O L 0 VW WA A A 8 W = O C 2 e O A I B e L
SR 5 LA R i i 2 DG T I A s

FESE TR 25 40 16 8 SR I I 7 3 4t SE B ULAY 5 FIAPJEZS (As(TT) (As( V) \MMA .DMA I AsB) /#1752
10 minZe A7 g W A A s AR 45 fF b BR S 2 B CGBLW PR oM 3R 8 ) 0w, 3538 (1) PR A& 45 8 1A R X
(ICP-MS) AR 52 4n bt s 0 BE | 3 34CR FHIZ 2% - HEA T A AL 5 3 B i) 32 3] )5 B

AR SCHEST T IB A AT R PR 5k F RO 35 o B B R B AL G2 1 188 1 38 At 4y B HE R ] Agilent Zorbax
SB-Aq AL, CLGERE R AN/ A R TR 2 R T Al , I e SR R k5 B 5 B SXAP e B AL B B 13k &9,
XALA PRI B K T B8 B SORE AL (3 B 40 8538 0/ N A T B 2 3 A 4 P i L 45 6 RS B2 (W T 3 A L )
At L A ICP-MS ) 8 Z AR, 308 1T SE SRR ARV SRR o AT i B R 38 A AL A & A HT A A

1 EWES
L1 U500

Agilent 1260 B CGRF (A5 ; Milli-Q #8407k 2 5t ( Millipore, Element) ; Agilent 7800/7900 Hi JBHH A 45 85 11K i it
A3 TV TR IR AN

FrEEmR | CORERRIR AN | SV AN Y S DR G 4l W R RS TR R e R 2, W 1 Sigma 24 W) T EITSE TR (AsB) | — H ILAh g
(MMA) LR (DMA) SERHRER (As(I) ) (HFRER (As( V) BYI A8 A E ZbR Y BT .0 BT R ARG B
Agilent 23 H].
1.2 R TAESH

{63t 2514 : Agilent Zorbax SB-Aq S A {6154 (4.6%250 mm, 5 Micron) ; i 24H :5 mmol - L™' & % iR $H/20 mmol - L™ #7
R, A B AL NI 2 pH=4.3 ;250 ; % 1.2 mL-min™ ; #FFE R .S pl.

ICP-MSTAEZA : DI 1500 W 54045 BB RLO AL G G SIA A 0.5 romin™ s B :0.85 Lomin™' 5 #MES
Tt :0.25 Leomin ' RAEVRAL : 8 mm; S RN AR, it ;S mL-min™' WAL ER 7 As (B4 ] 1.0 ) ™ CL(RRST
BHE 0.1 s, TEARAHEREXFNMER).

REIER
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REIER

135 RAAE SR (3% - HR B 1 45 B 1 PR B TR el 5 =tk gy b i) TE ALt 199

1.3 BESRTb

BERAET 24 h KRR AORE A CGRLRE | ™ 0" BB SR L, L OB (0.5 em®) B 6 em® B F 15 mL
BLOETIFIA 3 mL 1% BB, K 25 OB E B RAAF TR A 15 min J5 , 88 5 BC RIS, JH 0.22 o ZK AR
VEJE ELHEHERE JTICP-MST 5 AT 1 B 1) 5, LC-TCPMS 5 45 Fh AR 25 10 35 . B VA AN fiE 5 G T D SR T A 4 °C
PKFE NARAE | LA B 1T 259 00 22 [ (A B2 Al SRR SO B A1, w34 o SO, &
L4 BiEmE AR

ICP-MSE{ LC-ICPMS #il e BE (] & (ng-mL™") FEHURAR v (mL) ,FRSEARE m (em®) RS As B9 B ik
B (ng-m™) : [ As] = (xv/m) x414/1440

2 #RREie
2.1 FREU B fE]

T SCHRIRIE Y 2 FREREUN BT (1% 3R BRIZ R 198582 ) A S IBUGHCR | & BUAEHH R A 4R U 8] T, 38 iy $ IO
AR (R ER AR S A A LI TT SR AR TF o BT & S AR OB 19 BRI AE N AR SCAY SRR

FH 1% BERRHEFFZENL 15 min 30 min 45 min 1 h F12 h, SC56 R AR AIZE 15 min—1 h [AIERIBCICR BT, (A4 1K
2 WEMIBA R A e fk , =N B, TN I3 S R BURFIE S AL B SEI0 25 5 AR SR 2405 38 P 2R B 15 min.
2.2 ICP-MSl5E vl 5 ok R

H 2% FHRRECHIHE N 0,0.5.2,10,50,200 ng- mL™ &HITCE BARIER, UL 1 mg- L7 Rh J6E N, 2l AR il
2R DL %BER RS A TR TR I SRR 0.01 ng mL™ WM B A AR 1.
2.3 HPLC-ICPMS Il e 2%
2.3.1  FRiERTZR BR R

Sy BB EEACHKE 5 AR AR AEN & T BOR HR RE , Fl il s B2 1.0,5.0,10.0,50.0,100.0 ng - mL™" (4R & b5 i T
RO FEACIF R 250 26, SR Agilent MassHunter 25 55 71 Bl #1445 45 (0% e 1 e 1T RROH A Sh s A ol il 4%
PSR MEAE : Z280 0.9995—1.000. /8 1 4 10 ng- mL™ IRAHRHER I HPLC-ICPMS {031 &

L HPLC-ICPMS {3 W {5 W& tb S/N 2y 3+ 1 B JIF Xof Bz A ¥4 J88 T+ 3540 1 PR, 7 R SO 5 L BF, As (V) \MMA
As(IT) \DMA FI AsB X 57 s 1 B ( LA 4353124 0.078 . 0.079,0.100,0.180,0.360 ng-mL™".

3%10° As(VIMMA
As(I)
2%10° -
§ DMA
1X10% -
b AsB
0 )
1
20 40

f/min

1 10 ng-mL™ AFBIESE Y HPLC-ICPMS @ik &l

23.2 BRSPS

KT SR AL B A Z R SC b R
2.3.3  SEBREESAHT

B 18 AN SEBRAE % REASHIF ST 45 H (07 ik AT o T Ak AT AG L, 45 30 i 0 5 30, AR < 1,47 Y i S R A7
B A BRI TC RO A A B R B AR R 1

SR I TR SR A R (KR SR RUHR I S DT LG D0 1 A v e B AN T AR S BETE - 20 °C K ]
PRAERT CHREAR R L) | JUURE i 3R o = M ol S T (181 2)
2.3.4 kg ElcR

TERE 2 AR (13# F1 17#) AERR S AEECRY R [R]85 BEAT A 1m0 e S50 | RIVKE AR 5 2 B 2 1, — O BRI, 5
— (3 I AR 7 9 5 TR ZS AR A TR AT A A T 2 R b [ s 8 SR T AL | = A7 ek R A1 ot ) [T R B 7
80%—120% 2 [H] , Wi W% 7 iFe e , AT 4.



200 w5 % 36 %
X0t As(V)
2107
i
1 X104
e
0
1 1
20, 4.0
Hmin
2 FEREPIE S AR
F 1 ARSI SRR A A I E 45 R
FEm R FEARIBUR R/ (ng-mL™") KA AR E/ (ng-m ™)
As( 1) As(V) B As As(II) As( V) B As ToHlLa/ B As
1# 1.19 118.46 124.11 0.06 5.68 5.95 96%
21 0.75 37.45 41.21 0.04 1.79 1.97 93%
34 / 13.82 17.05 / 1.99 2.45 81%
44 / 19.62 22.01 / 1.88 2.11 89%
54 / 32.50 40.50 / 4.67 5.82 80%
6# / 36.29 42.37 / 5.22 6.09 86%
T# / 48.89 58.06 / 7.03 8.35 84%
8# / 44.36 52.35 / 6.38 7.52 85%
9# / 28.86 33.38 / 4.15 4.80 86%
10# / 37.41 42.61 / 5.38 6.12 88%
11# / 31.30 37.14 / 4.50 5.34 84%
12# / 30.00 36.01 / 431 5.18 83%
13# 1.54 49.07 57.55 0.22 7.05 8.27 88%
144 / 36.70 43.14 / 7.91 9.30 85%
15# / 30.02 35.36 / 4.32 5.08 85%
16# 0.74 70.21 86.94 0.05 5.05 6.25 82%
17# 4.72 102.98 124.68 0.34 7.40 8.96 86%
184 0.72 60.04 69.93 0.05 4.32 5.03 87%
2 RUBRYBIL S B BRI R (ng-mL )
As(1D) As( V) As( 1) As(V)
13# 1.54 49.07 174# 4.72 102.98
ks 2 50 LN s 10 100
b e 5 (8 3.92 104.97 IR e 2 (B 14.0 188.48
[ 5R % 119.2% 111.8% [ iR % 92.8% 85.5%
3 it

AR ST AT 0 4 248 DS A il R R AR RE PO A TEAL (=B I aR ) AT eoh 3 IRFE el
PR A AILE X AR AG) Y A S 30 v TE AL o5 TV P S 1 LU0y 80%—96% , T #E— 5 I IE 1% 45 18

HPLC-ICPMS J5 ¥ i T H m PRk ST T R AR J7 45 0 T 45305 & FH T A e A 285 5 T A BT S AR SCRE S T A €
PRI PR AT IT I, 50 M B TSSO IR L R T ARROREE R 2 A, AR A AR AR — 2, e 2 2 B i s
BRI R TR E R T W 5%,

S % ik ( References)
[ L] XH:AE YERN. HPLC-ICP-MSHES 3 P ML AT R AL 7. 43 Friliit 24,2002, 21(4) :88-90.
(27 Bl XU, 28, 45, o ROTROR €0 1 - H R 5 55 3 I I 1 BRI c /K ™= 2 v 5 RIS Y 5 B 92 [0 ] A il
iKX24R,2010, 29(5) :465-468.
[ 3] MRSz, Bt BRELL. WObR - s i & S5 TR BRI FI E s i v i JERLER ) . BREEAL:,2000, 28(1) :149-152.
[ 47 SR EE RHERK, 45, JSOMT (0 1 - IR 5 45 1 A B R 56 BRIt s KK JEALE [ )] SR8 4k4% 2015, 34(1) :194-197.
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Do ¢
teser & TIEL (Agilent) ;
o095 MERFEE
T desessnnsasasnensnensnsnend 2

0

-----------

B ikE - R A EE TR BUk B A E IRk A
“hk RER.ZCERGEERK

EL kA sk 2’

(1. ZHEEFHCPEARAF, Juat, 1001025 2. EAITERZESH TG, Jbat, 100048)

B E OCRABEER L/ L-2 MR S whh K BRI R 2 SN A 4 — s E ) AT A B R, ST T R RO
0335 - P JRRREY 5 55 8 - AR B 10 B AR (HPLC-ICPMS) Yl s AN R\ HEOR L LR RHR A 4 FORIE A 19
ST . 2558 T B KRR IF LUIAR [ i) 7 sUFSE T 0 26 IR B /K RE 38 B R TR S K- 4 F Hg
TEZS I AR IR Z507E 91. 0% —120% 22 [8] , J7 P ol 4.

X$EA  HPLC-ICP/MS BRI, SRBKEE, R, WHESR, ZH5R, RIK.

FRIE—FRI TR BT R, B BRI St JRTE A PR TR, SR DR B 3. R ROHAR S Wi 7
PEARAR A, RS A W B R IR R Tk 1, U 5427 T8 245 B A W AR B B RRAIE 6 DAR ¢, oA AL & i B e L, Horn
BERETR I BEVE LY RE TR AN TCARAR . TCHLR 5y 38 1 2 9y TP SE A AR T A R A S 088 (Y e B ok , JRARTE £ BER R H Bk
VAL, I BT R 1 AR PR AR, X 3R BE RIS A R B i DRI, R 5 5 B 1 43 2 0 7
SR i A WA PR RTE A Y B AR O L B

AR, R AR (0% - et o 1 45 2 (AR B (HLPLC-ICP/ MS ) I P AR PR RGBS 5 e e oy 4k 1y B T Ak 2
ARG FLA AT GRS AL SR G S A SRR FEARTE BT P E A 3B

AR SR TR G0 23 2 T B, B TR B/ L DR R 2% v b I PR A R A S bk DR W AT L TR AR, ICP-MS ARy
s, —F B S H T R AR SR L AR REIR B PR B AT D7 VAR AT RE AT 3 T T KRR RIE
AT AL

1 KEH*E
L1 5B

Agilent 7700x ICP-MS. Agilent 1200 HPLC, Bi A [ S #EAE & BEREE (TLRLE) s L BE MR (LZ2l) s Rz (@igal) .
MR (HE ) HHR (MeHg) \Z45R (FtHg) (565K (PhHg) AR K.
1.2 UM TIESE

{033 554 ; Agilent Zorbax Plus C18 {6%4:, 4.6 mm x 150 mm, 5 wm; i E0AH: A 4124 10 mmol - L™ Fi AR #£/0. 12%
LR EUK S pH =7.5,22.0.45 m GEIEAEIE +B HIH IBE. VESHIVEHEH 1.0 miemin ™" sJERE R S—100 L. 4
JEVEIGL.

ICP-MS B LAESH A HIA 1550 W3 RALTRE 8.0 mm; BeRg [l LS5 b A S5 AL & 5 E , 55 2R R 4%
T =5 C s PORKEHERIBRIE  RAEBLR : Time program. [AIf1 % : Hg™ , UM 0.5 s.

2 ERSiTE
2.1 LC 5 ICP-MS 43 414

Sy AL B LRI R K pH (A UM e 055 08 A (R AT T VEA% 58, RGBRTE T el AL 5% 1
T 4 BRGS0 45 B P RE , 2 0EPE Zorbax Eclipse Plus C18 {#H: SRR S/ LY BRI F T , R HI B R DL I A
4 FISRIB A48 3,2, 5 min ZATHIR I 92% SRR/ L B RR VA + 8% LA S B0 3R LR L 2R
O 4B 2. 5 min Jo K R L ) B B 20 28 45% LS BUE HE R O DRl . 1 40 3 0 0 2o o A 25 o
SR S 2 A A, T A SE AR , 00 A B A TCP-MS thy B 3. 1 52 3 2 57, DK SR P S5 SRRV B T e R A
R 1CP-MS Bif [ 50 RAEFIT (36 1) R RAEE S, X248 RS T I op R[] 1 SE PR AL R PR VS PR ) ICP-MIS X 285
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894 woom 30 &

B, DLORTEAS BE et 7 v 4% B BOR 1 RIBUE S IR AE (3R 1) . BRI I LA T S W SCiik[8 ). [ | BTk @Ik AR T,
LA 7700x TCP-MS fE Ay 600 2% ERE L 20 WL i, W 2924 5 ng-g ™' (1 4 FIORIE A 00 (3% 53 85 . 4 FhoR 1 08 B8 I TR K
bl ng 1.56 min,MeHg 2. 30 min, EtHg 4. 40 min,PhHg 6.51 min.

1 HRRERA E B ARSI [R) 0y R LR Y
P i ]/ Tuning file
1 0 8% MeOH. U
2 307 45% MeOH. U
3 135 8% MeOH. U
S 477
25000 Mekg
20000 Hg™*
i EtHg
g 15000
= L
10000 - P"Hé
5000
0 ] .
0 100 500
t/s
1 1200 LC-7700x ICP-MS B FH4MHT 4 FoR T2 (i K]

(R BES 3 (2L Hg i) : Hg?* 5.009 ng-g ™', MeHg 4.731 ng-g ', EtHg 4.446 ng-g~', PhHg3.814 ng-g ')

2.2 REERRZRZ M SR R
W 4 FhRIEZS BRI 4 T R, ABK L E I B2 20 ng- g~ AR A BRI T, TH-KE DL IR & V8 300 43 B B A2y
0.5.2.0.5.0 ng-g ™' MR AR RS R EYILL He $1) . 452 BEE 12 BOIUA% TAE A HERE R N 20 L ARIKINGE 4 FR &

FRUEV W T A RN R IB A . AR (3 I B R R G e Ll A HE i 28, TR IR 2 S 18] 2. 45 3R] 124 /TE(ZU‘EF{LH%I
PSR Y 4 Tl 25 vl il 2 2 22 b , S 51 5 R AR 5 2R 40HE 0. 9998 LA b
R2 AFORIESTRER BRI SR B GHERER .20 ul)
Hg** MeHg EtHg PhHg
e | ) e [/ il 3 il il R ol il
J(ngeg1) TR J(ng-g-") BUF TR J(ng-g-") TR J(ngeg-1) TR
0.505 5637 0.477 9568 0.449 10622 0.385 4604
2.501 38694 2.363 52724 2.221 54222 1.905 23730
5.009 84345 4.731 104959 4.446 111863 3.814 48721
20.00 345470 18.80 395977 17.75 417700 15.23 206404
P 3 yafbE i 100 L B4 Fh Hg JEAS MM EEZI7E 0. 100 ng-g ™' (HREEHI LA Hg 1) 9 LC-ICP/MS 3. H &l 3 1]

Y, TS B R R AR R SE AT DL (WE(’(U“%J ppt AR 53 T B3R 78 LC-ICP/MS BRHLR; FH , ICP-MS AR A i
ARSI 2 , DL G A RS AT T B 2 SR (B L (S/N) 2R 351 B e o VR B . FE BT IE B A 25 14, 11545 3 ok R 3
R CHERGHILTRIK R (LA Hg 1) 45124 11 3.5 8.7 9.4 ng-g ™'
2.3 FREEKARSHT SR RN S 5
JH0.22 pm FFLEF D8RRGS 75> 858 7K A 0
SR A IR RE SRR )R
TEKFEF RN 0. 10.,0.50 5 5.0 ng-g ™' 3 MK HIRA RIREA ROIEAT 286, T3 AR [ die . B SE 3%
3.7 3 AL R T EREAE 0. 10 ng- g~ i ARG IR AR 513K 3] 130% 5 125% LIAK, BIAKEES 3 NG KE R
I [l SR ERAE 91. 0% —120% 2 (8], BB A J7 vk A5 21 B B 2 B nT 5 1Y

T8, 1% BT AL I HPLC-ICPMS M1 5 ikl T SR TE 25 1 2 . 45
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430 WRELLAE OB (1 - L IR 5 25 8 1A B BT I PR P ) Aok TR L 2ok SRR 895

y=17463.4222x-3773.3800 ¥=20969.1703x+2560.9296
4. R=1.000 R=0.9999
2 24t
X X
=S &
= =
s2r St
=S =S
Hg™* MeHg
0 1 1 1 Il 1
0.0 10.0 20.0 30.0 0.0 10.0 20.0
W ((ngg™) WeE /(ng-g ™)
¥=23419.0740x+3019.4184 y=13660.0365x-1990.0301
R=0.9998 " R=0.9999
E Zot
X =
= iy
5 =4
b &
= 2F Bt
"’
EtHg PhHg
0 1 1 0 1 1
0.0 10.0 20.0 0.0 10.0 20.0
W /(ng-g™h) W /(ng-gh)
B2 1200 LC-7700x ICP-MS 5 FH 5 45 F R I8 25 A AR o 1h 46
2500 - MeHg
2000
1500
il
B
1000
500
0 ]
500

3 MREZHNO0.1 ng-g™ 1y 4 FORIEA LC-ICP/MS 1A
(GRWeEE (PAKH) :Hg?* 0.100 ng-g ™', MeHg 0.094 ng-g~', EtHg 0.089 ng-g~', PhHg 0.076 ng-g~")

£3 KEEARENREES i L He i)

S . . IKFE 1 TKH: 2

e IR ™) e i () BCE% WERER (ee ) %
“Hok 0.10 0.130 130 0.125 125
SR 0.10 0.105 105 0.102 102
AR 0.10 0.103 103 0.107 107
HHR 0.10 0.098 98.0 0.112 112
—hR 0.50 0. 602 120 0.557 111
LR 0.50 0.543 109 0.521 104
23R 0.50 0.490 98.0 0.476 95.2
AR 0.50 0.455 91.0 0.482 96.4
R 5.0 5.126 103 4.972 99. 4
LR 5.0 5.107 102 4.996 99.9
Rk 5.0 5.094 102 4.998 99.9
HEHR 5.0 5.181 104 4.908 98.2
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woom

H

30 &

3 i

AR 5 R AU ICP-MS 55 0A (i I5 T, /e Sr 1 PRty s BRIE KA 4 Rl R IE 25 (09 2047 O 1. K B e 7 i O

I FHF BT AKE T (KSRGS 3T, S o 4 FhRIE S AR HEBRAE 3. 5—11 ng-g ™" A [N LU [ iy )y B 5E T
T R IR KRR 18 I b [ 2B AE 91. 0% —120% 22 8], 7 ik i AT 48, g 3R B RE i Hh 1) SR 25 0 ) 2 4
HTHNNSS.

(1]
(2]
(3]
[4]
(5]
[e]

(7]

& % x W
ZESEA0, YU R R (0 1 B R AR RIS A O RL LT ). 20 Bhag 24,2002, 18 (40) :338-343
EAE, W RW], W7 %, 4. HPLC-ICP-MS Bl /K RE i R SR (L BRFITEHLR [T]. fadtadriit, 2009, 18(1) : 29-31
BT, RERMS, WM, AF. OR3-S 4 S B TR B I B R T O BB S A BT St R ()] A BT AR
2002,30(11) :1387-1393
E, RN, SOT . R RO €0 - P SRR £ A5 T PRSI IO P U L R S R R LR T B R [T 2r AT AR, 2005, 33
(12) : 1671-1675
Cairns W R L, Ranaldo M, Hennebelle R, et al. Speciation analysis of mercury in seawater from the Lagoon of Venice by on-line
pre-concentration HPLC-ICP-MS [ J]. Analytica Chimica Acta, 2008, 622(1) : 62-69
FIARAR, AT, TR, 45, ARIZER-HPLC-ICP-MS R GTI 5 + 815 I VR RE it v i Y oR L 2ok [ 1], 3R 8424, 2008,27(5)
698-700
WL, XU, 250K, BT i - AR (- P o 5 A5 0 1 (AT 000 2 2 W i ) FR B OR AN 25K [0 ] 2 st , 2008 ,27
(6) :405-408
R WRIEAT, RS o T 0 - v SRR £ A5 T MRS IO AR I E Aok YRR L L EORREE R[] IR,
2009, 28(5) :772-775
Chen J G, Chen H W, Jin X Z, et al. Determination of ultra-trace amount methyl-, phenyl- and inorganic mercury in environmental and
biological samples by liquid chromatography with inductively coupled plasma mass spectrometry after cloud point extraction pre-concentration

[J]. Talanta, 2009, 77 1381-1387
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A APPSO YA P PN U

Catel ORIEM (Agilent)
ot mEMEER

---------------

FRERK-HERBAEESFARRIEAEKA
(CEACP/MS) M E /\# 1L &4

BREZL  OKRMEFL fREGIE skzE FEC

(2t fbgt (@) 7R A5, AbsE, 100102)

8 OE RS T RN Ak R S T T (CEICP/MS) I 3w (AsB) | i fE e
(AsC) = Airmd s () 1 ittt [As (V)T —HF 37 (MMA) | = 1 5L 3 (DMA) B Bz (p-ASA) L5 2 v i
(3-NHPAA) 25 8 Ff 1L & 400 40 W7 77 3. SRk & 1 20 min 4 52 4 4 B9, bR v B 28 28 P L 0T, 35 Fh i
{9AE A e 6] 5 T A 2 A X bl R 22 RSD (n = 6) 43 BIZE 1.2% —1.7% J 1. 6% —4. 1% [y i [ 4, i th PR
(S/N=3)7F0.3—0.8 ngeg ™" 2 Jill, &5 54 NI

A B 4 R TG % 2 —, %0 2 R 75 T ) S ) 2 B A T 2 TR b (g BR R EAT T R R R,
L B 1) T s P 263t 30 b 0, A 1 B 5 A S R R RIS R TR A D IEER N £ 5 PR R
e AR TE B T LR T A R O ME VR T AS () > As(V) > DMA = MMA > AsC > AsB B . b 4h, 36 ik &4 ful i
B I8 B YD I T A N R 8 0 A IR S R I E0 Gk b B AT B LT R R XS ER S AR 3 7E 4, T3
FETIE ek, VP % Rk I K T AR M S A 6 5 M S B AL 4 (0 PR, 0 T ) A B R R R R o
I R R 5 P O PR 2 g DAL, e 5 b T A AT 52 B AP TR 0 50 5 437 AT B2 A0 T g v s 10 73 1
R A 2 A 3 B .

BRIV A M LT R R 1C ¥, LC 59 5 CE T 4T 4B R 3l A & 1A I 48, CE 2 LB 4145 4y 55 i
3 L 37 PR 00 S R0 0, R AR O o 5 2 4 1 3 BE 4 AT S 0 25 5 T S T4 8 10— AR 2 B A,
B4 (R A R 5 3L T L AN AT . B AR LA B 1 4 18 e, W R R D, FL N, T
1CP-OES "7 [cP-MS "9 g UV 1 g BRI 3L, ICP-MS AT R AR IR IR PE LS R %, 5 CE (5 4
RIE4 IR B4 BAL A DI04 3545 W7 o AR 2 38 0 B (R .

AWFFN B 78 F R CEACP/MS e 37—l 7 i 4 55 B SR8 B AR B« = (0« LA . — BB . — FP B T i
il 5 S0 I 8 T 1 A 0B 23 T 7 . 7 R (b, 43 B R b5 R HRE . SOl B 9 CEHICP/MS #5211 i Agilent
CE-MS sprayer kit 2403 18, 3645 34E 9 ICP-MS (1) B4k 5% B a8 T % SR, i AR BRI /b T 4 L1 [ BE AR AR I (i T
T S PR Tk, 5 0 6 T B, R A PR 2R L T T MR B 4 A R

1 EWEs
(e

Agilent 7700x HLECEL 4 55 8 ik 245 (ICP-MS) [ Agilent 7100 BAREF ik 48 (CE)  Agilent CE-MS sprayer kit 15§ %
B 72 1:100 4pifi = (G1607A) ; Agilent CE/MS |8 Je i 2145 1 (G1603) 7 Agilent 1200 [U7c % (s fm%2) , A T 3Rz
. ICP-MS FL 47 #0055 105, 2. Smm PRI A7 JEHE A, Ni HE. R0 7] 6 300 75, IE W B 30, TRA et 7y 38, st
] 25min. EAHE IR S0 pm i, d. x 90 em AR 2RSS B AN, 40 20 30KV, B R T 25°C. [N BHE N
AR IE MR (nLomin "), LA 20 F Ak, AT DY TE 523 N F7 100 ngeg ' Rh [ 3% Z B 28 12100 4335 51 A
sprayer kit 75y CE #8530, W58l M 5 pL‘min"‘

7100 CE TAEZAE 4y BSHE, 30KV, BAFE 50 pm i.d. x 90 em 4 i 2R S S 408 28 /% 20 mmol - L™
PBS (pH =9.2) J#50E 5 wLemin "5 ) BB ] 25 min;

T700x 1CP-MS TAE4&F: A BT 22 1550 W, S RETEE 8.0 mm, #AM 1,35 Lemin™', F45H 2 °C, JfifE
P As, "Rhi AR TRA, SRAER I 25 min, #1207 As 0.7s, " Rh 0. 05s.

REIHR



7 W T 2055 - T L U R A S B T 0 A (CEHICP/MS) s /\ i ) £ 540 1375

1.2 J S e

RS 4 (Na, HPO, « 12H,0, %% 40 Sigma Aldrich) , 2.8 ((035400) , 7 (Sigma Aldrich (R 2541) . #4i Kk (UPW,
I8 MS+cm) , B Milli-Q 4K H1 (Millipore, Bedford, MA) . F /% (p-ASA, Sigma Aldrich) , # sivb i (3-NHPAA, Sigma
Aldrich) . = s [As (1), GBW08666], Fifir il [As (V) , GBWOS667], — Hi 3£ (DMA, GBWO08669), — Hi 3L (MMA,
GBWO08668) , fifiliHi (AsC, GBWOSG6T1) il 20l (AsB, CBWOSG70) , ¥4I [+ [F 5 b v 490 B W 7 v ot

AR B 20 B B i 10, 20, 50, 100 ngeg ™" 1 b 5300 2R 4. o 4 8 25 (4 6 Ab, Bobi ol S0 35048 4°C 77 LA R
WEH R e . AR 3 HE B A LR A R A . 10 |_|.g'g_| Li, Co, Y, Ce, Tl iﬁi%‘:‘&(!\gilenl lechnul()gies) , 100 p,g'g_l-’é%
Frii (Agilent technologies) .
1.3 Wik

CE [ 8530 o1 YA DU 76 52 28 12100 43 )G 31N, DU JE R A A 0.5 mL~min ™", B B 51 N CE () 3 i i % A
5 pLemin ™' JEIEUEEEE D Rh 1945 5 CASE TS S AR R VE S R AU, 1% 00 AR R N ICPMS [ P ds oo . JERE R 4
G Tmol=L~" NaOH, UPW L5 i pl e LANE , 285 7F 50 mbar [E /7 F #EFE 10 s.

2 RS
2.1 CEHCP/MS 11

# Agilent CE-MS sprayer kit (G1607A) #EAT it 5, BRI CEACP/MS $ 1. 45 DU Hck: DR, R, ¢
128 1CP-MS (1) 546 8% B2 2208 1 5 42 IR e b, S5 i) 1 o, %43 1 B — N [RLG I8 A 5 40 B 40 i 70 Ik B 47 K
S T Lk B A0 A R L RS (ng=mL " 28) , BHOEZESS A NN S pLemin ™' 853, RARIERESE G 2000 B4k, 7R Ik
BN P — A LN, A (1,35 Lemin '), 85900 15 5 0580 P SR 48 3 78 SR 0TI & 01 e S B (T e
A VR A R AL, S TV B AN R B R T R A R, R TR A RO AT
F&4m I FAk, Harf 3 D ZE AR AR,

Carrier gas(argon, 1.35 L-min")
\ —
— To the spray chamber
/ 7 £ —

V4

CE capillary from CE ) [
instrument S
Ground

End cap of the spray chamber

Make-up solution at 5 uL-min™!

1 CEACP/MS $3 1045 Ko i

2.2 WEMNIETE

R0 LK DL TR LA IR A F7 LR AN 4 B BEAT 20 B (H R A0S N AR RS (nLemin T 4R) , TR
18 01— A VA B S VL SR AR (0 2 . KRR SR AR, RN 4 B NaCl ™, NH,NO, M, g B g
FmiEs 0 S L R )8 F) CE FREERAIIEE Hy 1ICP-MS, 8530t 25 SR 555 5) 6 1CP-MS = A 55 7 5 (%) B A2,
HL L e (1 5 26 Sy R T4 D BGE B b, 3 TICP-MS {5 5 8. Ak, 1485 100 ngg ™' $% (AHR) 3% £ Bl &5 15 1
SRS A N e IO ZRER H I TET, TR R B AR G R, SR A A R R, T R S TR
UERA, B Pl AR, IRl FE R R N 5 S TR ) 2 LR R (R, L R AR LI 2. i 2 AT,
F R AT A 1045 5 BT SRS R (AR e TSN, 3 3% LR R A . (02 SEET BN 4% B, SRR 645 S S0 IR
SRV IR BRI, 3 R T R R 5 3 10 1R 2 B
2.3 BRI S 0G o B

K BN 4 B 0 RV 30KV, SRl G ARIEIL AT o TR e EE B E AT IR R, B3 B RA
50 ngeg ™" (LLARLE) (7 AsC, AsB, As(TM), DMA, p-ASA, MMA, 3-NHPAA, As(V) il CEACP/MS (17 As 5218 T
TP FERTIR AT, 8 B Ak A7 20min Py B ST ILSE 4 40 B S B A5 AT AR B 0] 43 51 2A T AsC 4. 34 min, AsB
5.96 min, As(lll) 7.44 min, DMA 9.13 min, p-ASA 9.90 min, MMA 11.75 min, 3-NHPAA 14.30 min, As(V) 17.96 min.
EhY Pl T, 5% B e TR o 0 e T2 e 9 85 FE A A EIARL A9 FE A 50 ngeg ™' B 8 R A 0 (TR & bl VA LA 4 6 WCHERE NI
s, FAE RS A ) WAL 0L 1L 32 1 AT, 8 Bl 1k S W A RS e 1] B IEIRAR R b O 2 A B 1. 2% —1. 7% 5
1. 6% —4. 1% {3 4. 765385 -ACP/MS HEHLSE A b, ICP/MS FF A i R T 2%, IR b A th R SE SORE L ( S/N) oA
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1376 oo b e# 30 %

31 B T 00 IS (R P, 7 5 A g 3 % B A R PR A 0.3—0.8 ngeg ' (LLEHEE)

50000 g 0% E1% 2%
o 3% 4%
40000 [~
\
=< 30000 |- ] 2 N [
& 2 S SN S\
g \ \ ’ § 4 § 7 H ‘ E 5 \
20000 A B 7 N 1 NI 71 NIR7E SR 7B MDA N
1 S 71 S 1 SB 71 SR 71 N 7R MR 7R S
1 \B 71 N 1 NB 71 NE 7R AR PR MR TR N
CHEER A VEVYREVE VR R
oo R FREVEVREVE VR VR
RERERERER VR EE VL
JEREVRVRER VR VR VR YR
AsC  AsB  As(ll) DMA p-ASA MMA 3-NHPAA As(V)
B2 g S (iR i iz
5000 -
I DMA
4000 P-ASA
I MMA
E}ooo i ASC Asn 3NHPAA  ayvy
& I AsB
2000 |
1000 |
U
0 5 10 15 20 25
Timels

E3 50 ngeg ' (BARHF) f9 AsC, AsB, As(IM), DMA, p-ASA, MMA, 3-NHPAA,
As (V) SR CEACP/MS B T 1B (7 As)

F 1 HIEH S0 ngeg ™ (LLARTE) (1 8 Fhfb{L &4 CEACP/MS 4pHr EILE (0 =6)

IR 1 2 3 4 5 6 RSD%
e t/min 4.391 4.379 4.427 4.249 4.344 4.272 1.6
W THI AR 11854 11515 11089 11267 10502 11500 4.1
. t/min 6.045 6.010 6.081 5.855 5.962 5.843 1.7
L E 12184 12914 13122 12835 13288 13372 3.3
t/min 7.521 7.485 7.569 7.319 7.438 7.307 1.4
A+(ID) e T A 9488 9837 9577 8920 9267 9427 3.3
Dy t/min 9.199 9.175 9.175 8.937 9.128 8.937 1.3
W T 16047 16379 15946 17058 16398 16189 2.4
pASA t/min 10. 008 9.972 9.913 9.723 9.901 9.687 1.3
W T AL 17903 18475 17394 18171 17574 17785 2.2
VA t/min 11.888 11.841 11.698 11.615 11.746 11.496 1.2
W T AR 15190 15801 15894 15394 16298 15985 2.6
t/min 14. 506 14,483 14.292 14,233 14.304 13.983 1.3

3-NHPAA

W I AR 18423 18775 18634 18247 19026 18894 1.6
. t/min 18. 445 18.219 17.957 18. 148 17.957 17.529 1.7
V) W T A 17688 18070 17720 16843 18391 17572 2.9

2.4 ek

PR 5E (05256 505 F, S CECP/MS 43 51 2 #6184 10, 20, 50, 100 ngeg ™" (LAHT) (F1 8 Rl 4508 S brdE %
T, & R Ak S R 2 AR O B A5 HI 0 T ASC 0.9991, AsB 0.9977, As(II) 0.9946, DMA 0.9992, p-ASA 0.9996,
MMA 0.9993, 3-NHPAA 1.0000, As(V) 0.9970.



7 3

PR 205 TR A vk R A S T A B I (CEHICP/MS) 5 N\ FR R 1 540 1377

3 g

ARLHSLT CEACP/MS BEFIIGE AsC, AsB, As(IM), DMA, p-ASA, MMA, 3-NHPAA L5 As(V) 258 Fhififb i

MUk ¥ Agilent CE-MS sprayer kit B #2240 e CEACP/MS $2 11, {3 Rl R A (0196 P AR B0 i o 0F FLRRE. 8 Fb
A & THEAE 20min PIfR LLTE 400 B0, it m i 2 RS, THEHUP A 3% ARFHELREE. SR b S it
HBRPE 0.3—0.8 ngeg TG P, Berf il 2 2 ST RE I (8] b5 0 (AR S B 14 AR

lo]
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Francesconi K A, Kuehnelt D. Determination of arsenic species? a critical review of methods and applications [ . 2000—2003, Analyst,
2004, 129, 373
Yamauchi H, Fowle B A. Toxicity and metabolism of inorganic and methylated arsenicals. //Nriagu J O (Eds). Arsenic in the
Environment, Part I M . John Wiley & Sons, New York, 1994:35
X Zhang, R Corelis, J De Kimpe, et al. Accumulation of arsenic species in serum of patients with chronic renal disease [l . Clin Chem,
1996, 42, 1231
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chromatographic separation of arsenic compounds using inductively coupled plasma mass spectrometric detection [] . J Anal At Spectrom,
1998, 13, 855
Brennan R G, O’Brien Murdock S, Farmand M, et al. NanoHPLC-inductively coupled plasma mass spectrometry for arsenic speciation
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byl RIER (Agilent)
2L mEReEL

3
e,

------------

HPLCACP-MS BXF 73t R 25 R B R P RS 7S

HBEIE M F MEsa R4’ ERFT

(1. EFAREHDESFRC, L5, 1001910 2. kFEXFAZDERRE, L, 100191
3. ZipfeRE (RE) HIRAF, LR, 100102)

# BT BT HPLCHCPMS BERHEASH=ME. AN —FEBN_REMN AL A TRRE
AR SAMEDR. SAEETEEREN BEUSN SEFTAAERAL - LEHERE S PR
9, L TR AR RO A ISR REKESHENNRUEBE IR SRENARN. E8%
R, S REIREG R EANAR R, 1% #EC RN R GBS MHENIRE |h MIRELER S, BREFR L
EHEY AERESTYPRANSERSH BEUSH. 4EFT XA ERAPRIEEALLH & 25
1% AT, EEA=ZHHMENH, MEBF - R PRALGHERPEEA=ZNTW . —REBRNINH. It
Fik 4 FhERAY AR E LR TE 90% —107% Z 18], F1T 6 RIREEE R 4 MEA R ERZELDTF 3%.

FK##iE  HPLCHCP-MS BXH, %, ALEMHM, mE.

PR HEMPEGAER, ZHAMTHHXEHARFENR A&, @FL. 8. F. 5. AESHTE 2RER
REHAZRETTEEETEREE . BANFUARMOBE PHGEREK LML 2HFNPRESLEINREEE
EESEMTEN, EhHEENHX—EEXZR2NNE. ENASETNHERETEE AR, FAMB SRR
ENARBERANES X FRLEMFEMR SN EMES MEBRE. —PER. _FEH HORORFRBEFE
LDy, 538 2 T 1dmgeke ', 20 mgekg ™', 700—1800 mgeke ', 700—2600 mg+kg ', FEHEETEHEE MELRERS N
BEEERSMUHMETEEAGFREMSEER, BEXEINRTFESTYERRAPHNERTSHESZLEREN
B ER. B AT AR RO RL 2 P AR I RS A AN TR R A Z TR R A B E M A AL HPLC #1 ICP-MS BXA AR R
FERAME . SERE BN THRENES I BUESEMS, RARSMEFSEZNERMPRAMNEE TR, F 1CP-
MS A EZRREVRERFERNSN, W EEHMNEGIEHPNREEHEANRMERSTHRD, SATERMENTRE BTREES
SRR AEZERRBESREREERL MEATHEREEERFRSMNIENE MAPHSITNRERNAERR
Ei EEHTFRAARSESR, M EEHER MEAWHMRNERR REFAVHEXHA BB A LEEEE—
PRI IZIAF AIREL A . AN, K BRI AT B AT A PRk E Y SR A RS SIS
e, MR AT EIEEK Y PRk AR % aERBAIERR Y RO LD TR AR, B2EE
eI 2z (8] X B AR LR D, M B LA IREUE MR B 5 5.

FFAFAA HPLCACP-MS BRRHEIA, EEX PG HR A E MBS TNRIA E MM R, F 28T £ MR
FEANST, EMAEFERARRRARSHANERNER, FITE— N PR R A E R SR AENA
RETE.

1 EIERS
1.1 e 5t

Agilent 7500cx BV S S B FIRRIE, Agilent 1200 R 71 S R @150, Milli-Q BEEK R L (Millipore) , &%
#E Hamilton PRX-X100 (250mm 4. Tmm, 10pum) . #7555 58 IRH 1L

TFAFERAR (AT ZFREH (DMA)  —FEF (MMA) FREIR (As V) SRERRE, BHIA Spe-ml ' #RERE R, BB
ik R HIRE 7 10.50.100.200.500.1000ngml ' BB STRAER .

*CERHOE R EAETURAE “PHPRAKE EEBION 5 SR ERARTR" (20092X09502-027) .
* S EELR A, Tel: 010-82801107; E-mail: wjy@ bjmu. edu. en
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ALBH . ATRZEA M (2005 M) FiEE S, Br AR BB EE TR At R,
1.2 HRETLE

PHHERMUETERICESXBGRET. PRAFTREMAE, MR AR KAMELE, HFREIREER
B, BRI ANk R R 1 B oK JE #RER, EE AL B/ RIS FRER.
1.2.1 BN EMETLIEAE CERARELO. 1g HES, DA 2ml 3R HNO, 1 1ml 3R HCl, SHBEIRE ST FRUEERX
UEER, AR Sl SHKEBEKE DR, EEE 8ml, fF0.
1.2.2 ALAMTE SRR R AREUESR 0. 2g (R E 0.0001g) F 15ml BOE S, IAA 10ml 2R, 12ELZ 5 3600
remin ' Bl 15min, BLEFE R 0. 45m K RIEHE, HERBRET 4CEHT, 240 HEHENE.
1.3 oiRAE

S EME ICP-MS F4 I IHE 1S00W, WHE O ERE, ARELE EEKERT (20.1)C, AE—{KLIEE,
2. 5mm HUUEE, BEUE P, HSFEE 0. 750 min ', #MES 0.35Lemin ', BAERE 7. 6mm, He FEE Smlemin "

FEFS 4 #T L Eh4R :Smmol 17" NaH, PO, /0. 2mmol*1 ™" EDTApH = 6. 0:33E 1.0 mlemin ™' #EHEE Spl. ICP-MS 14
& 1500W, KRB EE, ARELE, 2SHEEF (2£0.1)C, FE—(RLIEE, 2. 5mm 0 FHE, B E P
#, HEFHE0.6Lmin ', AMES 0.35Lomin ', BAERE 7. 6mm, TEF S 75,8 35, SHTEE Hmin, EERES.

2 HREREIHE
2.1 MESSHEEEENRE

ATFMESHSENREARLEREEREM, MBHEAYHRERTLR, PRAPEEES RENTI, Eit
EEAETFRREEHE . ERETRENBRBREERER SRS TE A 2.5.10.20 mmol 1™ 3HE BB E HIF
M, B =4es. P EBN—FEBNREREEEAR, ENBORE EAEEE D RREESmERREN, 2505h
9.96.,9.61.8.82.7.97min. EMP LAY R EH S S SH ICPMS MEFIHAAIEMRIEDER. 1M HEESNGS
B BRE 1CP-MS BKEITRE S, REIERE Smmol -1 BRI (EA RN, 4 PR SR E BE 4 32 S48 2. 30min. =
FAELAH 3. 29min.— B EB 5. 00min. A0 9. 59min (LE 1).

FEARKEEHET, L 10.50.100.200.500. 1000 ng=ml " SEERNE L ESEE, TIEMEZMRIK Ay =939%4x + 18338, v =
9701x + 16440, y = 9622x +20150, y = 9898x +20620, A% R HIATF 0.9999. F1T#E 6 3% 100pg-ml ' FRAER TR, 4 FhRIE
IR AY RSD iR 1.03%,1.23%,1.95%,0.55% . S AN ETR P RNRE"C HESHE K5 A I EHTF
. PR R EE (E 2, A ERE R AF) T, CL AREBETE A 13.33min, i K F R #AI R B E, Bk, # &5
{9 Cl A B AN B 45 R 7.

w0l =g 60000
50000 1343
7000 = 40000
30000 b= M_..,,/‘\“'M.ﬂ
6000 |- 20000
10000 -
E@(SOOO_ ik Ol b b e e e
= — B SER 200 400 600 800 10.00 12.00 14.00 16,00 18,00
4000 \ 60000 i
3000 |- Ffrnk 50000 -
l A 2 40000 -
2000 - /! = 30000 -
l \ / \ 20000
1000 |- \ ] [\ 10000 -
0 - A ! 200 400 6.00 800 1000 12.00 14.00 16.00 18.00
& 4. B B A A B 2. N
1.00° 2.00 3.00 4.00 5.[3ng00 7.00 8.00 9.00 10.00 tonin
1 Spl #EAE, 100pe ml B &FER R GiEE 2 G EmRSRHSBRENENEEE

2.2 {REUAEFNRTE

FIAEREEE B RAGERNE S, REUESSINAESITREERAER 4 MENEE. ERRAPEY
HRREIZA=ZMBNEMNH, E2F 8RR RHERPTEH TS —BEM. LR TEEEHIRSM
R AEIIREEMFN, U868 0.75.1.2.3h BRI E S E 0.34% 0. 47% 0. 40% 0. 41% , T #%
12h.24h IR ELEE A 0.35%.0.35% . A EFR B EHBRENNUEZS FIRFREN 85 1h MiIENEEEBTIRS
12h 0 24h ER. LEEFRBERENEREI, 85 | h ER S ARIE, ARELEEGTEST L EEL, S&I12E
EMERESEEXRMER, EEEFEHE W EARNAE.
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6 #A #BEIES (HPLCACP-MS BEA 44 R 2 h (O AR MRS 7 1189

2.3 REUTR
EELS MARFIE MRS EALE WS, AKX B AR A TER. A THRNPEKIX 6 FIZEHIER L
bR RRIRZ B ES, SRIE 1.

#1 REUTEXRELE REIS 0

4 P

mEz mmaE oo ZRERS SRRSO DRM paow S mgesg
(pgrg™") (pgee™") (pere™) (pgea™") (uevg ) (pgeg™")

b3 96. 6 N. D. N. . 106. 6 203.2 0.28

19 BEER 120. 8 N. D. N. D. 101.1 221.9 0.31

HSERBER  0.384% HEk 115.3 N. D. N.D 100.3 215.6 71619.2 0.30
AIB® 123.2 N.D. N.D 82.9 206. 1 0.29

ALBH® 90.0 N.D. N.D. 101.7 191.7 0.27

50% B EEIK 136.9 N. D. N.D 80.0 216.9 0.30

Ik 12.4 N. D. N.D 71.4 83.8 0.23

19 BB 58.3 N. D. N. . 101.0 159.3 0.44

EEbEH  0.384% HhEk 66.7 N. D. N.D. 87.5 154.2 36184.7 0.43
AIB® 74.2 N. D. N. 85.0 159.2 0.44

ALBH 40.0 N. D. N. 56. 1 96. 1 0.26

50% FREEK 52.6 N. D. N. 68.6 121.2 0.33

X 35.2 N. D. N. 10. 8 46.0 0.16

1% BEER 28.0 N. D. N. D. 15.6 43.6 0.16

HEENA 0.384% 2 33.6 N. D N. D 14.3 47.9 27964.7 0.17
AIBH 34.5 N.D N. 13.3 47.8 0.17

ALB® 20.6 N. D. N. 24.4 45.0 0.16

50% BB EEk 36.9 N.D. N.D. 10.6 47.5 0.17

7k 53.1 N. D. N. D. 11.8 64.9 0.73

19 BEBR 46.7 N. D. N.D. 25.5 72.2 0.81

EmAL 0.384% £ 46.0 N. D. N.D. 26.7 72.7 8892.7 0.82
ALE& 49.6 N. D. N.D. 2.5 72.1 0.81

AT 57.8 N. D. N. D. 18.7 76.5 0.86

50% EREEK 63.9 N. D. N. D. 3.9 67.8 0.76

K 8.7 3.5 N. D 7.7 19.9 46.5

19 B BR 9.2 3.5 N.D. 9.7 22.4 52.3

FLEEIE R 0.384% HhiEk 8.9 3.2 N.D. 8.9 21.0 42.8 49.1
AIB® 8.9 3.5 N. D. 8.8 21.2 49.5

A& 8.1 3.8 N.D. 8.8 20.7 48.4

50% BB EEIK 10.0 3.4 N.D. 5.0 18.4 43.0

HEIAR MERELE, SHECRNAGHERPESTHC 4 HEHEENPRME, MET 4 MAREE
R BN S BRI R AR A G RN E AL, S — M P REy o TR AIRINERE. 6 MENTRNERENT
KB 1% B ETEAIRIE AR ARELE, SFE-RNARMERBRTREZMW. ANHHIMNES
EHEM, —BEEMKREN, WTHEM4 HEEENPRERE ENZSNHBMEMRAILAEALHERE EEa kS
AN ERRES TN MEERARSHBRSERESFEMT, S+ ERSEDHMINBS EHEY, 4
HETRAMESERESHTHENE kNS EEERENER, FRTHANERTNEZINMAAY, R mEH
HERES .
2.4 REURHE

ERTEARENE~RNAMARAEERE4 L BAREEASEHENENLE SRR 73.4% .17, 1%
5.3% 4. 2% F192.9% 5. 4% 1. 7% 0% . A L& B FRIREL S B GE S B3 4 JUIRELEE A 98.39% #1 90. 5% , HIBERE
MERMRRARBTEMENTR, SEEPRBEEESRMEMIRIEENE /), B TR INAREEERAR
FERE S TENEESEETECTRNRSHE SR M THREEIERAMAMERIEPNEE, &
MM A HEENAMESHEPREMFEERENBEFREEN, AXBMHRTEE—RIZMEN ERERRE
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AEEH—FHTR.

2.5 WAEEERMFEKRESR

EASMNENEESERBERESTEEEE, ATEERARNEHTHRESEE EENAT EMIRE/NT
EREMAEEMRRAETBEER ARSI EEPSMEMERNSANBRRIEEELERTHE. TH R
FIASHRERN 4 MEAESFTOERERE 1% BBENNRPETEE0.75.1.2h IRIUE, I = BB ERR A
102% 98% 74% , FLHrBAT B Z AR e 103% 104% 128% , — R ELARAN — BREBAE 1009% —105% = j8], Al AR 2h
EHTEEELETHESMWHNEMTH ZENFESEL MEEE Ih ZETERUBNELEE RERE—TEA
REEKHNENBEERISBIRERS METREEE, S— At ETESBEERG TEETREMHENBEHE, M
HEEEALRMELTESHI =N RN Y.

ATRERRENFEH TERERPREEEERSEE, AERATMNFEREZR BT EEERPEE —HEMW,
BT EHRFINMA—EENESTERRBIELMER, WERMHER TP 4 FHEOMEEEES S A =
98. 56% —102.96% , ZFETH 90. 67% —106. 41% , — B EFH 96. 62% —106.53% , T 92.20% —107. 23% , L5 R KA
TEEFRFEMSP 4 MR E LA RS MEA—R BRI 6 i, F1TH 6 RIZEL 4 FE S EREMNIREREANS
E1.59%, ZBRER2.93%, —BEM2.77%, TMFHA 1.29% .

3 ik

HPLCHCP-MS i TEREFE BN FRENFAERAES A THRERTEERES T EMTR, KFR
ERFTW, BVHPANGHEESE BEUER FHEBFAA ERAROEERS S8E 1% AT, EREZ=H
WA ENTRNENSFE, M BRGNS R P RORE SR T T ERNESH Z P&, 85 HERE
RiRHIRMEAGE. RE, BAEE MBI E. HREE, SMARMRIARENT R, Ed 1% BEIREUR T R
HEMESAETLERSRL, ROAEHNREEEHEER ZAERRH—SEESMPMBAERTHA, LUELH
RLES R R M BRI S A AT B AR A T

s £ X M

(1] Bk, ohaL, BREY. RS- AR EAEE FHELZERA (HPLCACPMS) MR AR TN EEEMES [  HELE,
2009, 28 (04) : 608-611

(2] #har, Bk, BREL. MR @K -RBBESE TR RILEBR AN EN G2 mE N 0 . 5L, 2009,28(01): 149152

Bl Bl WWE T8 § BUREeE-ARESEETFRREHARANEK=RER S S muEsnAERR I . 950
54, 2010,29 (05) - 465-468

4] R RER PEZ, & AMARFERESMN HPLCACP-MS % [ . REHRKEZR, 2007, (04) :332-335

(5] #bE#L T, RER, % 15 WGt hapa RS 47 (1 . 547248, 2009, 28 (08) 918-921

6] FIBIE THH EF S BEERSWHPRAPWORSESN [ . HWHIFEE, 2007,27(03) :395-399

[7]  Koch I, Sylvester S, Lai V W, et al. Bioaccessibility and excretion of arsenic in Niu Huang Jie Du Pian pills [ . Toxicology and Applied
Pharmacol, 2007, 222 (3) : 357364

[8]  Neppolian B, Doronila A, Ashokkumar M. Sonochemical oxidation of arsenic (11) 1o arsenic ( V) using potassium peroxydisulfate as an

oxidizing agent [l . Water Research, 2010, 44: 36873695
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Cee 3 OREBME (Agilent) i
0% REMNFELE
: :

'''''''''''''''''''''''''''

AYRERILE-BREBSEEFEREHEAFANEREPBRENNE
RABH = A TR Kz
(AR (D) AR, b, 100102)

T E T AW M AR (R - R A 5 B TR B I B R ( BioHPLC-ICPMS ) I 7 IR 1t =
BRSNS A3 BT 0. %07 7 ok FHAE 0 1 MR VBAR 2335 5 TCP-MS BC T, X E R @i 4, # 4k T HPLC Al
ICP-MS J5 i , {8 = MR M A0 BRI E 5 ng- L~ ARFIME &AW 8 5 ng- L™ #1110 ng- L™ (IR S
FRUEA 10 U, 7S OB B AR X AR HE N 22 (RSD) 23510 2. 94% 1 1. 75% . %77 1 1 FH T Br ELAE & R oS 4 45 43
BT, HEAT T Z 20 I3 ISz 56 | T 26 E 90% —110% 22 8], 36— 0 iE T 3277 e 04 Ve P 05 JT .

K4  BioHPLC-ICPMS, =M%, ANHr#k, Ik, BHEH ENTL.

AT B G BR B SRR R 22 (1) S AEFe TP A )iz, It — X BRI PR R A IR B b 252
W2 N B AR 5 (2) S TR Ll A7 v I A, An e A Y v B B B AN TRORL 3 e A Tl 326 Tl K A BR
B B IREE A A e U A

BRIADLFITRILRA TR, KNS RIGEEEN. MR AL MM TTER, ARE =M% S o
AL BRI R, 5 3 KAk BOBE IR 2B . Sk A BURME . Dol L EE Rl i i M i
WERBCH A S 7S R X L it R R . DA A 25 A A e SRR 252 R A= i B T 349 A T S ) 5L, 33Xl
ARy B S A 24 B SRR BUE L ENTL X B E R 7540 % A R B 2R JE 5™ #% . HPLC 5 ICP-MS B HR B 4 TR
LA, Cr S M43 HT  AEL ST X BR B s L b AR AR Y R 2R, B AT A 78 12 A T 4TI

FRLJEHT A 25 B PR TS ( Inductively coupled plasma mass spectrometry , ICP-MS ) ELA7 &1 e #6055 £k M v BB ANIGAG: 1
R A8 O A 308 ek A ke o A2 R )l S I YB BER A R e T 48] ICP-MS Y R B ——22 5L 4 T X A M e R T
e USRS, Cr 14 3 B2 RO 26 (R EOR 52 153 ) 52 BIBREE U A% 777 1 Gl Ak B Ak Uk ik ¥
BT, DATIT S0 et 3 BT 0 it . AT Al S B T B R P LA 2800 B B A T4, I TTT SIS B ng » L~ ik B 7K A
FEICR M i, HPLC-ICP-MS BRI AR LS G T HPLC S AL 43 85 5 1CP-MS [ B ARAS i BROG 3, 6 =40 85 RIS A 85— K
HERE [ 30T A T RES

A L LA ICPMS J5 ik, S2IAR RIS HPLC St FR AL SN 4L pH fE RN 45 2 4, ey, 1B IR A
Ce(IL) FiCe( VL) BYS3ATI7 8 IFREH R T 2R Br 2R i 4T

1 SEWES
L1 AR5

Agilent 7700x ICP-MS; Agilent 1260 Bio-HPLC; iH#R (#B%L, FF4¢) ;EDTA (fR4%E) ;20K (Rgsl) ; =M, s
WA PR .
1.2 AU TAESEL

Bio-HPLC {444 : Agilent BioWAX B T3 #e (034, 4.6 mm x50 mm, 5 pm; i 3hAH: 0.075 mol - L~ iR %%,
KA pH =7.0; 37 0.6 mL-min " #EEER 100 plL.

ICP-MS FISH AST IR 1550 Wi RAEREE 8.0 mm; /AW 1. 15 Lomin ™' s B RLOEMAD A E = LS
RIERTF 2 CBRARHE B ; SR SO WA b7, R 2 . 2 Cr, BUAME I 0.8 s,

2 RS
2.1 kiR
HHLHPLC i AR B, RB B B rh 5% & 5l 12% —30% . 75 {81 T W s AWk e 3 0 HPLC B, XS 25 Tl

REIER
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8 1 RURIRAT - A= MDA (1 - S 15 55 188 1P B Bk T AR 5 e L v R S A7 1591

FEBEGEML. 17 Bio-HPLC FLZFURE Sl 42 M 19 3R 44 )2 K L B 28 A1 PEEK . 31X — %358 2% T HPLC A & 5] A%
154, Bio-HPLC 17 5t L& L HPLC Ik — MR K.
2.2 kR

S BILE T Agilent G3268-80001 il Agilent BioWAX L& Hamilton PRP-X100 %5 3 F (ol 7E S AL 45 14 T B9 0 o
PERE. Z55 3B, Hamilton PRP-X100 A LAAM , HAU B R (35 A 2T AT 7R 3 min PR =85 TSR B 58 e 364 4 . o
Agilent BioWAX (73 B BT (& 1).

Cr(VI

Cr(1)

) Agilent G3268-80001

Cr(I) Agilent BioWAX
Cr(VI)

[
HE (< 10Y

(<107

0 1 ] ] i
2.0 4.0 2.0 4.0
{REH ] /min AR B 0] /min

1 200 ng- L~ ARRIEREH S B BSOR T

2.3 THEREMRE

FH HPLC EA7 4 B U, W0 Sh oA 2 3 3 2 42 50 i (L B 1 ) R0 288 B2 WP AS TRV BB (0. 05—0. 15 mol - L™ AE R ) 1)
TENAHPEAT S L. SCI0 3 I, 6 25 Rl R v JEE A B i, (- BRI 4, W T A I k3% (B Cr (1) ANCr( VI AR B AR 22,
FAh, FEh AT TR ICP-MS AL . R, 25 A 2 1 A B R, W P R KRR AR o AT B BN [ AR 3 B0
M E4% 0. 075 mol - L' TR %L,
2.4 pH RN

FSHIE pH FCr( M) FCe( V) BN ZSARKAE . 24 pH {HH 5. 5—7.0 BF,Cr( 1) FCr( VI) HAEFERE. 24 pH
ERT 9B, Cr( M) AERUITE (55 EREAL; MMM MF pH (E/NT 5 BF, Cr( V) (55 ™ E AL, HERsr 5640
Cr( ). &4 EIRA R AP B EIA I ENTL HEZERY pH 7 X451
2.5 KpthBRSHEE

& R RN BUELRE A = 0 B TS I, A T A A o TR DR = A B RS % B T O TR TR T T
SRR R 50 pg- L' NI EREE N 10 e L IR -G ARIEA WL, FRRE TR A i W4 3R BRI = 4l 25.50.,100
250 ng- L' S R 5,10 .20 50 ng- L' TR-A IR R 5. He Bk 2 i A TR S50 (EREHE 100 pL) |, AR 4 (505
TR HIRRZE 5k Bt 4 T 0L IR 2. 25 SRR W 7 45 s TR Y BBl N = 0 B AN S A ik B SR b, b 1T A 5 R
KRB 0.9998 LU L.

= y=422.6x+667.0 =647 2x+765.8
RI=0.9999 12=09999
X X
= =
B B
0.5
0 1 0 1 1 |
200.0 20.0 40.0 60.0

HeBE Ang-LY) W HE ((ng-L7™")
B2 Agilent 1260 Bio-HPLC 5 Agilent 7700x ICP-MS I5¢ FH I 5 = 4% Fl 7S 4% AR v T 2%

[ 3 g AR 100 wL i =A% N RIS A8 454 10 ng- L' #49 BioHPLC-ICPMS 3% [&]. &l 3 AT 1, BT 7 19 77 1 R 4k
B, SE AT LUl RN ng- L™ SR BOM AR . 78 HPLC-ICPMS DA (S H IR 5 S ABMELL (S/N) i 3:1 I FF
o 7 e B 3 3 T A = A AR RS I ARG TR 3 BN 5.2 ng- L' A4, 7 ng- L~ (i TR BTE LM ENT1 BRI
R AIBRE ] 10 ng- L1 DI F A I AE 10 YK 5 ng+ L' F1 10 ng- L™ 7N Hr 85 BUBRAEIR W, HE B v O 22 43 1]
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1592 w5 e 2%

K 2.94% F 1. 75% . i —F0E B T 07 370 D e B s 7S 8 i B DR RR A 4% 32

Cr(VI)
Cr(Il)
10
=1
X
=
05F
1 I 1
1.0 2.0 3.0
{RE 1) /min

3 SRS RS 10 ng- L' Y BioHPLC-ICPMS % &l

2.6 BUARES TSR SR
T BARR T i AL ENT1 AR A LD RO = SRR A pEAT I , IR BEAT AR I R (WL 1) th 3R 1 AT, BT
DNAE B4 =28 S AR [ETSCRTE 90% —110% , SRR 122 BV BE 5 , BT A2 E 0L rh = 2 S i I s ZEK.

R RBUEREM RS IR

Fii \ : bR/ (ng-L") S/ (ng-L-") T2,/ 9%
i g A T 2 it :
x gk () (VD) ()  cr( V) c(I)  cr(VD)
) / 15560 53.4 / /
1% JIA 6 mmol-L~" EDTA, 70 CHi#1 h 1000
50 10 15609 64.0 98.0 106.0
C1-1 EDT / / 17.8 N. D. / /
1 2% JIA 0.6 mmol - L' EDTA, 70 C /i 500
1 h 50 10 67.3 9.70 99.0 97.0
Lt / / 550 6.67 / /
I % JIA 0.6 mmol - L=! EDTA, 70 C Jil 100
1 h / 10 549 16.4 / 97.3

L DL AR SO AR 4 BB ENTL-3 D5 TR AL B AR S A R AR AL

3 g

AR = AR ICP-MS 515 MM T Bio-HPLC B¢ , @37 TR BB AT i ik, JRME BTt i i
BCEL T IE LUInbR NS S0 50 0F 1T H = 2 Be R 5 A0S M, D7 e T A ENTL SR UE 19 = 88 5 N i 43
Hrive st TR Hins%.

5 £ X M
[ 1] AT, Z4UE, XIRFLL. 4TS Y ROLARRN ()], BRI S5HR, 2002, (1 25) : 8-9
[2] ZE, 2207, BB NSRSt se i L)), (=0 50, 2000, 12( 5) : 476-481
[3] Meflih, 2252, A5 hk[I]. 1999, 18( 3) : 171-175
(4] F/han. s RS S5 B AR B i T 29 [ M. Jbat Ak Tolk th Rt 2005 :271-280
[5] Efegd BHEL, BN, 5. ROHES 70 655 H B & 55 5 A BB BH BOR I e K G Cr(ID) 5 Ce( VD) [T]. 43 Frfbé,
2009, 3(3) :433-436
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RZIEE (Agilent)

WEREFELE

TR SR i < B TR HINRE S TE 2SR
RYARE '/ R /N S A

(1 EFERIEEEERE L, Jbst, 100004, 2 LHHERE (RE) AL, b5, 100102)

WO CRAHERA S AT (ePM)MIE L S RTS8 R 4. BEL Bl . .
B B B Al RS . B R TN, JRESS TG (HPLO) - o SER AT B AR 5T
FPIETEA | RN, IR G AL 2 R S AT b, AL a2 LA HLTE AT
1t .
KHE HPLC, CPMS, fRlEh , EJEocE , T .

2007 4F TAEFRAUE T il TAERUR », RAT 7300 <t TLAERLAE ». % UAE LT T ot b A5 AL T4 I
ZE, BT 7ooRh A M ET , BULAESMT 128680, AU RLEG A FEEREICRIAR . B Bl mE R
BT TR RTELE | X B E S ORI SE TR A AL S W A S R R S LE L BEE R I
BEEATFEITRA. , Wl i G B AT TSN s FFH., BUAT I SRR G T ZE A PR R AR A A
JPHRZ RTINS , MTREEIT 2SI TIE AR L 20 S Bk | B E A 1 2 p i b 2
WS LR I, TR AR A | Bl AR S R ORI REERCA . W ASCIDE AsC V), AL
BA SRR, I MMA, DMA, T A8, ACRIEE A RRTTER "2 A, bt i b e d A g e
MR AR R R AT

TR N 2 B — R A B AR R A RS B . R R A - ICRM ST ) B A
LR (R e gt D N N N N & N N 1V 1IN NI /N TN 1 AN /TN LN /G = NI QNI 4 9 Do
FHFA HPLC-ICIM SEE 28 T B 2t P BB A . Prdt iy i 1A ZBUES « RN 270307 HEw . 2R,
PR . AR SO I SR IR S o A S TR S R & T4, Rt ik T SR 1 2 AL i
PR flt T IERIECHE |

1 SERGERA
11 i

Agilent 1200 ZGEAA T, PUOCHES MilliQHEEEK R4 Millipore, Element) . Agilent 7500a/ce HUEHE %%
BT AR B PEE bnPac AG 19 (50 mm >4 mm, 11pm); BS54 F bnPac AS 19 (250 mm X
4mm, 7.5um) .

A : AFH (2 mmol - 1 "BRER AUHY /0.2 mmol - 172 P 28R HY /10 mmol - 1 TEAKZFEH /3 mmol - 1
FEH, pH=10.5—11.3); B CCAKAEE): A +B(99% + 1% EAZEAMIE: W Loml - min 'y #EFELRE: 10 0L
MEH S (AB) s —HEEAT (MMA) ~ ZHE (DMA) « IR (As TT)~ MEMIARHE (As VFARUER S8, IR
ML RS R HEN S iR LU A AGE UM RO . ACHTIER . 0.45um.

1.2 PRIk
1.2.1 o

FRELE IR A AR 0. ST M e b, N amBRASER | OB | REES IR, R
G S5 25mL @A . BRSBTS U i T
1.2.2 RBAHT

FREGE R 2 b i REAS 200 ¢ PHEIEIP , A 20 mL 0. 07mmol - I 'IEEEIAE , WWHEIRA S, BFZERL 40
min, FEHEFAFIE  RIZWE CZERGTIE , 98T 0.45 pmBERTT 1.5 mIBLOAF A, LA 8000 r - min 'H5#T 4C
B0 10 min, USRI A ORI 1404 .

2 ZRGHIR
2.1 JBEA SR IC R S AT AR

REIHR
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150 EZ N R | A 294

v 20 VIR T PR R 30 RIS R R L R RO AR - oM SO O AR . B AR B
Bl . RS B BB B0 B AL RS . B gk EYSEITERUMTEAIE | AUR AR 1

F 1 T 30F el bR T A

JUH A4t /mg - kg ! JLH ALt img - kg !

A 0—5 (24°1); 300—500 (671-) 2] 0.003—0.51

# 0.003—0.27 i 0. 001 —0.050

] 0.008 0.026 N 0.0053.0 (287 ): 500600 (27)
i 0.020.68 il AA —0.080

i 0.02—0.33 Al 0. 0009—0. 2

il 0.03—5.2 4 A —0.02

BE 0.8 66 518 0.0009 0. 080

i 0.04 1.2 7 ARt —0.02

i 0.005—0. 1 G A —0.03 (2247); 16—15000 (87)

P SR, okl s S R B G o (SRR A 1 mg - ke ) ABIRESL P RIS S
st E AR TR PY 1omg - ke, T EEATREN TR B AR | (EILERE AR R T —
B TR EAEZFORR A, AR el ) | A 2e AR EE D | R IAT 0 B — 2 At
I &S Tl — 2 8 .

2.2 R A T

HAFE Bk 30RPECHT RS SRR LI L 2. 200 TR AT | XA SRR R R A A T (i
FAMRALRT S I (3, 4) . BLSPEIR G R v 5 TR, ACCE BRI T IS SR AT AT T i
2.2.1 BT RTALIE T

XHEBA AL et sl s RS —E R XA A S TR O R e (R R R L M, AT
SEOECUTEEE | R FLA T SOE SR E iRk R R O R S Ty 22 R
PR A s, R S M B AR U R RS e R 1, BB AT RIS EE L RS R BA_E TR
FUI T St RPN 7 REFLIE | R B EE FE R AR R, FUE DR SR A REIA BB LY
R XIS A e A EL AYAR S AT LA 8000 ¢ - min T 4 CELG 10 min, BOEH_ WL L TR
WL RE ORI FE AT I, A8 SRHBRR AL S PR S PR LR R R T A B BRI, g AR s R
WA SEALN I . S5 R, FrBan o S A UE AU T A S AL | R =2k b A T
i, BRICHUROL e (6 ARG o AR R S i 3 | e il R Seb iy sk .

2.2.2 SLBRFERA AT

TR T H B T B RS AR ST R AR TAE AT, S5 ALILER 2.0 3R 2wl E, Aot gl S LG

U A, Hg il TSt

% 2 WM& me k!

hiacs As( 1) As( V) TeALAEp k]
1 0.021 0.128 0. 149 0. 168
2 0.004 0.311 0.315 0.309
3 0.135 1. 125 1. 260 1.210
4 0. 006 0. 069 0.075 0.082
5 0.003 0.095 0.098 0. 105

2.2.3 FCHLmE R E

DAKE SO R TIS , R IeA e i o oS | ME PRI A P ATRE |, A DI INAS [ A A (T
5 As( VBRI, AR EAHIRD AsCIDS AsC V)IIMBRIKIES S 5.05 100.0 ng-ml ', # 1.2 240805
AU TSR P IR A DR AR RUE A 30 dE 3w, S hIRACE R IR AE 88.2% —109.9% , AT
FRUERZEA 3.2% —3.9% (n =6) .
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1] FROZAE R R S et it P i T 2R A I RE BB AR 3R 151

F& 3 AR b AL AR R (%) (n=6)

FATIE Bk 5.0 ng - ml”! # kR 100.0 ng - ml”!

1 109.9 91.7

2 105.7 98.5

3 101.7 93.7

4 100. 8 92.4

5 105.4 96.6

6 102.3 88.2

THEEMLE 1% 104.3 93.5
HR iR 1% 3.2 3.9

£ % % W
[ 1] Beard C, Lyerlyl A, Separation of Arsenic from Antimony and Bisnuth by Solvent Extraction [J | . Anal Chan. , 1961, 33 (12)
1781—1782

[2] Zhang X, Vanderbiesen V, Cubber A D. Accumulation of Arsenic Species in Serum of Patients with Chionic Renal Disease [1] . Clin.
Chen., 1996, 42 (8) 12311237

[31 Mo, Bot, BRELL, WG A S 55 T AIOEEIH IE B R I TTHLel | BRI | 2008, 27 (6) ¢ 150152

[ 4] MRz, BRG, BRTET, WA LS & 5 B A AR T DT A2 i i ToHLeh . BREEME7 | 2009, 28 (1) :149—152

[5] ZFIE%E, {53, RAFL5 ) FULHIE AR RT ik | AEATREOE2 4] . 2003, 25 (3) 203 206

[61 F/hiu, dUSEEGSE AR A9, e TR, 2005, 263

DETERM INATDN OFM ETAL ELEM ENTS AND INVESTIGATDN
ON ARSENIC SPECIES INCREAM COSMETIKCS

LN L{ CHEN Guangl CHEN Y.u-h(mgz
(1 China Food Quality Safety Supervision and Inspection Center, Beijing , 100094, China;
2 Agilent Technologies Co., Ltd., Beijing, 100022, China)

ABSTRACT
The detemination method of the wtalmetal elements including Al, Cr, Ni, Cu, Zn, As, Se, Cd, Sn,
Sb, Ba, La, Ce, Pr, Nd, Sm, Hg, Pb and arsenic gpecies in cosnetics was developed by using inductively
coup led plasma mass spectometry ( CPMS) and HPLC-ICPMS resgpectively. Itwas found that the content of
mercury was usually at high levels and arsenic gpecies wasmainly inorganic in most cosnetics poducts.
Keywords: ICPMS, HPLC-ICPMS, cosnetics, inorganic arsenic

134



THREZER:
www.agilent.com/chem/icpms
ZRIECEFRSHO:

RFEE %% 800-820-3278
400-820-3278 (FHAF)
BRRIAT:
LSCA-China_800@agilent.com
LRI :

www.agilent.com/chem/erfq-cn

IS s

{UREAFFER. FRIATFISEIRAY.

FXHER. RATIEITNELEE, BASITE.

© REFMHHE (PE) BRAF, 2020
2020 £ 02 B 03 H, HEHAR
5994-1551ZHCN

Agllent

Trusted Answers


http://www.agilent.com/chem/icpms
mailto:LSCA-China_800@agilent.com
http://www.agilent.com/chem/erfq-cn

