B, NIEBEICEDI9fro#HE D
b DD ARECHWERESE CIEY
o L~ONEBIEEHE L LTHND
TR DRENTI o 12720  NEEE IR
Wy o 7z,

B R R (LOD) & O 2 & T [R(LOQ) D #E
E

BRI E IERFR L T EERRD L
N7 B/ OEREO.1 ngmL)EHEVIEL 11
EHIZE L. ST EOEERZE@Q)D 3 F0
fE(30)% LOD. 10 f5FDfE(10c)% LOQ &
LT, ENENHEE LT,

BARROZ KR EZOH AR Lo EEE R
SHTIE D MERE & §FI 9 5 7o 8 O EBREH

R E T IX TR T B & T BRI
B RO As(IIDE As(V)DIEHERR K %
WA L7 IR B R R R LK) E T
ROLBVEHBEMICHITTHIETHHL
7o

D)FRFEAE B D 5357

K R (NMIJ CRM 7503-2), ZKEHR
(NMIJ CRM 7532-a)% 5 ffATCHHT L. &
B E B LTz, E2, ZOREOFHTIRE
EORIHEZEMEE L CEERHE LT,

2)IINFEL D 7347

BEA L7o 2K 30 B 2 Zh B
52 & TR LR E & B I EWNT
R Lz, TORERNDL ., As(I)
DIRE D 0.02 mg/kg K. As(V)DFEE N
0.005 mg/kg K CTH 5 Z & 2R L1=R
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BHED 1 02BN ZKkOT T 7R EHE
Lz, ZhE e B LR EEXDT 5
v IEERE LT,

TN HT LI kR R OV Z k3R
BHZEEN D As(ID & As(V)D 2 EE % B
FX.IRMBEZREL, EEREZT T
7 BABHT BN U 72 3B (R a kL) % 3
NI T 5 & & T o O MEEE % 7
Liz, 77 v 7@ nae & 5 7 ©
SHE L EIMEERD & S iz T E» B |
7T v BB D AT R R (n=5)D F
HfEzZELEI Wk, BEELIMTREY
HeE LT,

TN B V3 R R BB, KRB BT,
(I EEVRIICrX, As(IID) 0.05mg/kg, As(V)
0.0lmg/kg & L. SEEEMTIX, As(II)
0.15mg/kg. As(V)0.05mg/kg & L7, &EiE
BEWRMIBIT2RMBEIL, Codex £ B
SETHERINWTERBROERK L RORKK
EEMMS 02 mgkg THHZ &b,
As(Ill) & As(VYDIREDFIA 0.2 mg/kg &
Y POXER IO EEREOHERED
gz, X0 ERIZEWV As() & As(V)
DL LT, As(Ill) 0.15mg/kg. As(V)
0.05mg/kg % #IRN L7,

BRI B IR, As(II) D B hn FAZ
IR A % IERELZ 0.5 mL, As(V)D FINFE
YEVAWE C ZIEMEIC 1mL Nz, X<IBEL
TR L=, BEBERMEENI. As(I)
DOFINFAEERIE A ZIEHEIC 1.5 mL,
As(V)D U FAREXERS IR B % IEREIZ 0.5 mL
Mz, <BRELTHRLE,



K& 2) LC-MS/MS &2 AW E# e ER
VCHEE RILEDDLEEERSHTED

BA%E

ALIBSE A=k
WEEEE D& ClIE, LC-MS/MS Tlx &%

ERORHPIAETHL-DICHHER
L& 6 EEEXIR L Linnd  AREEITE
e R 2BEICHOVWTHRHEIT- -,
e Ribe® : OMMA, @DMA, @

MY AFAT N T XY F(TMAO), @
AsB, ®T7 /Nt 2l (AsC), ®FT b7
AFNT Y =17 L(TeMA)
T\ E R - QASII), @As(V)

TROBIEAZERE ZEH L,
X J 4T AR ; NMI CRM 7402-a (&
EEITRETRATER) (AsB FRAEE : As &
L T 35.5+1.8 mg/kg)
AHTF A D TXARHE ; NMIJ CRM
7403-a (BEEFANRE A ZEETRLD (AsB 3L
fE : As & LT 6.23£0.21 mg/kg)
2 A BRER ; NMIJ CRM 7503-a (FE3%
B A rge ) (DMA S83EE : As & L
T 0.01331£0.009 mg/kg. As(U)FRIE(E :
As & LT 0.0711+0.029 mg/kg. As(V)ERE
fl : As & LT 0.0130£0.009 mg/kg)

REE

HER(LLE:1.38, IRE:60~61%)IXBA B L%
LA F N, FERIT B AL AR A F
7o
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7K : ADVANTEC #h %4 %& & (ULTRAPURE
WATER SYSTEM)IZ & 0 83 U 7z 8 #fi Ak
(FLEEHT > 18.2MQ - ecm, TOC < 1 ppb) % fH
AV

RS . TRRo $EEAHH L,
MMA, DMA, AsB. AsC i, Ffit#i¥T
4B TMAO, TeMA IZ + VU 4 2 7 UHfF
TR As(IDIXBE R LS, As(V)IX
PEER MR E R Z Az,

HPLC FRBEIE : 0.1% X B KA X, K
B ImL ZEFM L. KTIL & L7, 0.1%
X7 E =M ABKRIZ.7E =1V
JVIZXEE ImL ZBRFIL, 7 h=FU L
TIL & L7z,

PARIN 2 s

LC-MSMS : 7PV b7 ) u o—itl
1200 ¥V — X% L ' ABSCIEX # 8
4000QTrap & HV Tz,

LC-QTOF/MS: 7L v "5 27 ) uP—it
#1200 VU —XBIOT VL v T T )
o U—8 6530 & 2,

LC-MS/MS HI & 44

HPLC &% EFEERESNOEEL
T2 & T, RIERBAEM L. &0 —iRE
RXEET ' b= bV LRBEMEOHERN
AHE & o T,
HPLC %14
J1Z 2 CR1:50 (NE22 mm £ & 15 cm)
(B AR
BENFE : AR : 0.1%F BEKESIR/B R : 0.1%
X7+ b= bV IVIBK




7oV MRS R
P : 0.2 mL/min

AT LB 40C

F— Y77 —RE : 4C
HEAE :1uL

HIZERER : 15 min

MS/MS Zft

A A Bk ¢ ESI

AF AT —F  RIOT 4 TE— FCEH
EHR), FHT 4 T E— FEHER)
AFPRDNTG A —Z %R 2, BHHTHE
fbEMDORESRMZR 3 IR LT,

LC-QTOF/MS #I & 4t

HPLC /4

%7 A Atrantis T3 (W£8 2 mm & & 5 cm,
3 um) (Waters #1:54)

FEENAR : A ¥R 2 0.1% X BR/KEIR/B K : 0.1%
XB7E =Y VBERA :B=99:1)
R : 0.1 mL/min(7 A Y 7 TT5 4 v )
7T NRE  40°C

F =t 77 —RE : 4C

HEAE :5uL

HERFHE : 5 min

QTOF/MS 1t

A A Akl BSI
AFAEE— R ROT 4 TE— N
EH), XHT 4 T E— F(EHE F)

HI E YRR D 5 Bl
PRREAEEREL A MRET 1) & FIARICERIE L |
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BIEWE & Ulc, ARHRIE, R OHEE
HIORREREZEELE L TR LT,

BREBRDOIER

FEERREZEERY LV R4 DRE
ERDEIKTHERL CREFEER LN
WML, LRBERFICTRELTHEONZ
B 7 EREE QR E I T 25—k EFK
RN ZRIEIZL VRO BREREERL
72

C.D. WAFREKROBE
Bt 1) AR OZKE IR L L
B ROPrEDORR

SR BRERERROLKIZRET D Z
EMB EREND ERILEMREOND
LHERISND T TR OEM L 7 o
< N7 T AITET B E— 7 OFIRS B
DY E L B BRI E KM O RdE (b & BE
L7z,

SFCHET ZRERICOVTH RAB O
HE ERBAROZKIET N —F VT ATy
FREIE D B As(IDE As(V)DBENRH
W ERHERI SN D0 REBEOEE %
Bt Lz,

C.D. 1-1 3 Hrie i O feEt
KiCEEND e RIEWIT. BELREO
As(Ill), As(V) & B FZ{LEMD MMA,
DMA BKEITHDZ EBHFESNTY
5 Fi- ¥ OSCERTIX AsB IR
IhastnoltlEbdH 2 19, 22T,
R EhDAEEOD 2 RO



REFRFR G BB LT, TR o EiE & 1R
ML, BMEE X TIIHEEL L

HPLC-ICP-MS #: T, As(V). As(Ill), MMA,

DMA, AsBDIETr u~ b 7T AiZE—7
DRI D, RBICHRH IS AsB OFF
FHEEESN SO THDAZLEBEL, WE
Rl % ZIVE TD 155306 7o EEME Lz,

CD. 12 Zu~v b7 7L BIFTBE—7
TR o DR

WEEEJE & CIZBE% L 7= HPLC-ICP-MS ¥
T, = MU 7 ARZVWRBHERZHIE L
RICEBEREZHET DL, BE—2 07
— U IR RBBEL RDBEEHR
As(V)THZEICBEEI N 1), Z0H%
DFEEE BIC T ZAE LZHR, BH
FZU VBB ZAKBT VE=ULAERNTS
T LT, B BRBLE SN D ERENMES
BMWZ ERHBALE Y, 22T, XMES
BIZY VUBIAET UES Y AOERMIZD
WTRRR L7z, b, U UBTKET UF
S LADOFIMZED As(V)DO E— 7 O
DHEBINDHB & LTI, As(V)DEE R
E(pKa 2.2)25, U VR OBEIREEE R (pKa
2NTIENWTZD, DI T A~DY R E
As(VYDOHBEMERICE B 7u~ T 7 4
—A~DPREPRENTZDLEEZI NS,
RONCY VBEZKRET VE= T ADOEM
BEZBRHNLE, XMTEZORES. 5
mM & LTWaR, 5 mM X9 bBEELZK
F5B L= BROWEL SHEICHAMESR
RPN 20Tz, REIZ, S mM XD HiE
EZzEm<<TsL, 5mM OBLRABEOL

278

— RO E L U — 7 SEERE DN,
L2xL, ICP-MS OH v Fla—r b 2%
v a— U ~OIFERBE T, BIEER DR
D& UHIE 24T 5 ITEAL T, HER0RER
THRE LT,

UbofERIY, VUVBZAET VE=
U ADOEMBEZ, SCHKE FERIZ 5 mM &
L7,

WIZ, VBT KET V=T LD
WL ABERO pH Z2fF L7z, FEEEE
TIZBE% L7z HPLC-ICP-MS ¥£Tik, %8
FHO pH 1L 3 & LTWBR, XERTIXY v~
BARTVE=UAEBRMLUEGEOR
RO pHIX 2.7 i & SN TWVWH,Z T
T.pH DEWZL D7 v~ b7 T AIBIT
LHY—7 ORI E SBEE B L T-(K 2), £
DFER BEHO pHR 3 LV b 2.7 DFRN
As(V)D B — 27 3§ < [ EH DOXEFRME S BN
Tz, 72, As(V)ESh D & RILEWIZD
WTh, BETLIE—7 OSBER L WER
Thol, FiZ. BIET D e RILEMOT
TERbHITHET S As(l)E MMA O —7
K O'DMA & AsB DB — 27 O 43BEIZ DT
X, HEREVWRR O,
UEofERIY, BEMEO pH &, TE
ERIBRIZ 2.7 L LTz, Zhic kv, HEE
% TIZBA% L7z HPLC-ICP-MS ¥ & i L
T, AR ERILEVWOY— 7 O ERE
BrEor—7r%, LOBBRMICKRETS
TEWHREL Ao T,

T, FOMBEINEREELT, U
VERTKET UE= Y AR BERRICHEINT
DT ETOHRMLRNGES OBEIHVERE



F TIZBA% L7 HPLC-ICP-MS {EDO B EIFH)
&Ll UC AR 24 BRI DARRICBIE S
TWIEHBIRBRNEC 2L hotz, T
B, BEHOARRHEOLEN RS EHE L
FBeDREIZ HFERAFERETH o 7,

C.D. 1-3 i3 5 B B OBF
AR OLZKREGHARLT D &0
b, Zhbozififtk, #AMIND 1 HO
—HNE ATy FREIL Y BRKROZK
DIFH As(I) & As(VYDBETFEWVWZ &N
HHlshD, ZOHRE. EEEE TICHRE
L7z HPLC-ICP-MS {ED 4 HTFIE, 1 HR
FEEBTROEEMEGE 5). KUTBMERD
BREGHZZET L, RBEZEOTZ
ERFRETH D, £Z T, ThETITHE
DHDHDRBEHREOZKIZEBIT D As(I) &
As(V)IREOSTEE®R 128 fF THRET L.
ST 2B EEZ ZNETD 2.0 g 0
51.0glcZEFE LT,

CD. 1-4 fFERR O LK &SPt L LicE
B v KTk o REREE

C.D.1-1~1-3 IR LIERET O R, &k
BICHELE-E#E RO E(EER
HPLC-ICP-MS )X 322N\ T, £DEY
P& 54N L 72,

DFRREREERE D s R

B AR (NMI) CRM 7503-a)0> 645 5
e E OB RICESEHE SN
BE GHMTEE 2% 6 128 Lz, AsAIDIX,
BE 77%. HHTHEE®RSDY%) 1.1% & HE I
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. As(V)i. B 226%. BHTHBEE(RSDY%)
1.0% EHEE STz, AsTIDDEEMEL |
AS(VDEENELHEESINTLZ LT, &
HrEREDBRIZ AsIDD> D As(V)~ & ffidk o
TN -T2l EEZ DN, TDiz
DERFEE DO RFE S OHEPFAN T As(ID) &
AsVMZEINCEET A LIXTE o
7

LML, As(Il) & As(V)DFRIEE DT %
BEL L, e As(I) & As(V)D AT ED
fE OB LHEE LIZEEIT 100%., 6
ITRERSD%)IX 1.0% TH-o71-, ZDHFEE
X, As(IDDFREEE & As(V)DFRFEE D Fr
DE FAEHETR T D> X OFFH PN T O 534753
FEEThH o7,

VKRB ROMI CRM 7532-a)nHE& bR
o EOMTHERICESEHESNE
BHE HMTHEEL2E TR LE,EET 99%,
BHTREERSDY%)IE 1.6% L HE Sz, F
72, REHEOTRHED S OFIPHN TO LR
HHETH - T,

2)IRINERE D 3 47 7 SR

KRB E S BT THW L., SFHEO#E
i RICESEHESNT-EE LT
ExrFk8, FIIWKRLE,

Fa2k CIXE MR E O As(ID K VY As(V)
DAHEHLEZEE L T ASUDOEET 112
~102%., As(V)DEE X 71~100% & HEE X
iz, BHTHEERSDY%)iX 0.8~3.9% & HEE
i,

LR TIZE MR E D As(ID KXY As(V)
DMAEDEEZBLET, As(I)DOEEIL 98



~100%. As(V)DEEIL 105~109% & HEE
Shiz, BHTHREERSDY%)IE 1.8~2.6% & #f
EIhiz,

Flo. BAROXZKRZEL, As(IID &
AS(VOHMEOTZEMEE L, Thé
As(ID & As(V)SHrfEDOTFn & D Hhigeas & HE
E L2 EEIL 100~102%, FH1THE(RSD%)
X 1.5~2.6%CThH -7z,

U EofERLY, FRIEEERE, RmRE
WEHT | BB RELL TOREEX 99~
102%. BHTHEEE(RSDY%)E 1.0~2.6%EHEE
SNz, LR T, As(l) & As(VYDED
M E#eREL UTERWREROWIET
b5 EFMME L, BAKOZKIZHEMAFEET
b5 LHE LT,

it 2) LC-MS/MS E&# AW e F R
A RLEW O IEEBI S HTIE DB
%%

CD.2-1 RIFFEEREHC L 2HEERR

BB BLE W OEREEIR & wiiak
BIESFCLVEIE L REROERES
B L& Z A AsB130.001~0.2 pg/mL,
D& X 0.001~0.5 pg/mL 2B\ T
BHRERERS - (K4), R®MEL LT
X, 098 Ll k. AsB #B&< & 0.99 LLET
bole, REROKKBELZEETIRBE
L HBBRERELELOLZEEEET
FBiEE LTHR10IIR LTz,

BRIE L7z LC-MS/MS BIESM, HERE
H, BEEETRECESE, BIEHEKE
L CRRS L REEEEREL 2 7 A U,
a R %, FHRERZBEMEMICEE LT n=1

|

THIE L. RFHE & Othkic L D EEERR
ZiTo7, . ZERBRIZOWTHREERIC
BiELE,
LHNIHEEE 2.0 g & L7, AKDHR
R L0 B BRERICHEL Lo T
O, BEEE FRMEL EOREMEN RIAE
NBETLEAIVXOEKE BLEHO
W RBIES 020g ICEE L THRIELE,
ZF OB, HEREOREANRONZ-0D,
& Ry B RRE % BIZHEERTIZRA A
18 (43F& 3000 LA EHERR) %217 o 72#khc
DVTHHREIE L, £F4&4ICCTRIEL
TRRER 1R L, £72. X5 IZF8FE
BERBO o< N7 L0EIZR LT,
HEHEERE 2.0 g DA, =2 AD DMA,
As(ID), As(WITW T b B EEE T RIEAR
WThHy, EREEZBDLZLITTE R,
oo T ROADTHO AsB IR Sz
B, FRE/ERICL->TEBENRESER
V.= MU 7 AT DORENRELS R o,
RALE & B L EE & LT, 10 £/ R
WTHET, AATPFOTRE 40%RETH
ST,
AEHREE 0.20 g DIFA, 10 FHAFE T
Z T 64%, AT TXN 51%E EENM L
L. MHo%ENR LN, RAABEOH
ECREECKRERERERAONLT, ¥
RIGLUND~ NI 7 AR BEBICEE
FEZTWAHRBEREWVWEE X LD,
2%, BIMEDRWEAEH TIZ, MMA
WEAT, ARTH, aADbL, TeMA B F
Thb, AsIIDBZ T, A VFhbREH
S,



CD.2-2 BIEBBRO~ MY 7 AEERER
BEWERF O~ b U 7 AR BEEICE
2 DEBEHERT DI, 2.0 g DREE
BRE L ERKZ C.D.2-1 LFFEOMFGE
TEMEMIZHR L7 H DIZ, 0.5 pg/mL (R
FHERBEZBRS) L/ d X O RGIENER
ERMUCHEL, HERE L IRINRE &
D ER DT (FE 12),
72Tl R HRE kRO~ N Y 2
ADEENPBD G0N, 10 FLLEIZHIR
THZ L TEEBIZITEL kot
REHEHERBHZ DWW T, FREEIE
WEE= U 7 ZAOBENMERET B
Rbhic, £l (bEWIT LITEREIIHLE
RFERGRNBRLDZERRESh, EE
TREZZE L CHRGREZIET 2 ME

NhHHZEEHERLE,
C.D.2-3 FRIEAEAEREL~ O FMEN B

55 ABTFICONT, BEH020g 10
KL, AHE E 6 MIBAIEEIR 4 ng 2 ¥RIN
L. BEGRER 21T o 72, BIREREFE 13 12K
L7,

FEEAEHEREL~ DO IRIMABR Tid. MMA,
TeMA OEINZEIIMARBGF Tho7/en, £
DDA DT I3 H S0 F R A%
RBEIZOWVWTEILITHRIT HIHERH D,

C.D.2-4 BEA AU BREOMETR
LC-MS/MS &tk TERE L 7o & I E % 54k
EMD m/z \IZOWNWT, A4 EREEFER

% 12912, LC-QTOF/MS THEYE S DR

BHIEZIT -7, F 14 12 LC-MS/MS 44
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DQILEVQIE LTHEIND A T R
& LC-MS/MS §% 7 m/z. B3 FE 2 m/z.QTOF
BIERERE m/z 28T m/z DEFRHE & QTOF
HEBEOTHhERLE, AL RLEY 6
FEIZOWTIE, 3T ppm OTHTH D |
BELTWAHAAS AU R TH D Z LGRS
WHEINL, BHFLRIZOWVWTIE
LC-MS/MS THIE LT3 m/z DR Eh
R o T, ESI O A A b0
LC-MS/MS & LC-QTOF/MS TEAR D%
EEZBND,

Flo, BErR2EERYT 4 T7E—F
TRIE L L 2 A, EEELBR LR S
He—7 BB EShizEE 15, X 6), b
MDOAFUATMEEEZ b DR, TBRED
BEICREDICRFNBLETHD, Bt
RERYT 4 TE—RNTCHIETHZ ENT
EhE, ARERILEMEDDOET8ESL
FIEHAET B Z EBFREE 12 D,

E. &
MR 1: BAROCEXREOWRRE Ui &
B b ROk o B

WEGEE % TIZBA3 L7z HPLC-ICP-MS ik
DEIWTRBERBEIE LKL, &
0BRIREYCEB  RE DT ATRE S T 204
FEIZ R Lz, %B HPLC-ICP-MS DM
BEZ L . M DOEBRBAE LT Z & BIR
KT As(II & As(V)ZMIN. L CERT DI
SRR CERVWEEN b o
2, As(Il) & As(V)DEOFI# EH e RE
TR, taRTAITEL IR
B L7, AEXY . &%B HPLC-ICP-MS



BB RROCZKREST DMELZHE TS
&I L7,
S%IT. EETHRET 2K ROZKIC
BENLER L RREOEERLZRAET ST
ETH D,

Bt 2) LC-MS/MS &2 AW Efgr R R

CHHE © RIEAW DILFET RS54 Tk D B

B

LC-MS/MS 2k %, 6 OEHE FIE
MOBESGFEEEEL T2 BORBEERIC
DWTHRIE L, MEFRBEERALZRE L
CEEEETREZED, RIHEERE
ERE L E A IERKE 10 FART
52 & THERBEDY M) 7 ARG OE
B BETEDLIICRY, HREEE
EHICELTHZ TR KD~ Y 2
ARG DEEBELERBTHZ LN TE R, &
Rz LT E CEETRENSEL 2
HZLIIRDEN, MBELTOIRELZZREL
TEBERETHZ LT, ERBHIBWT
LC-MS/MS TH#Mt F{LEW 6 R OVEH
EE2EERET DN TEDZ L2
DL,

F72. LC-QTOF/MS TIE¥ER OREHEHE &
HIEZITV, AHEROA 4 U HEEHER
Lz, 5%, WEFHEOILRIUER
TV, BREHAZHE ST EINERERIC X 0
AT 2 FETH D,
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#1 LC-MSMSEDT TV Mk

AR (min) A B
0.00 1 99
0.50 1 99
3.00 99 1
13.00 99 1
13.01 1 99
23.00 1 99

K2 AFTVIRDNTGA—F
(a) BYF 4 7E=—K

CUR CAD IS TEM GS1 GS2
(psi) ) V) (C) (psi) (psi)
10 8 5500 700 40 70
() FHF 4 TE—
CUR CAD IS TEM GS1 GS2
(psi) ) (V) (C) (ps) (psi)
50 8 -4500 700 50 60
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CUR: Curtain Gas

GS1:Ion Source Gasl

GS2:Ton Source Gas2 IS:Ion Spray Voltage

TEM: Temperature

CAD : Collision Gas



£3 SRR MORESRE

SIHRILEW Qlns) —gi L —— DP(V)  CE(eV)
EE RER

MMA 141.1 90.9 92.8 46 31
DMA 139.1 120.9 90.8 46 19
TMAO 137.1 121.9 107.1 66 25
TeMA 135.1 119.8 105.0 61 25

AsB 179.2 120.0 105.1 66 29

AsC 165.2 120.8 105.1 66 25
As(IID) 106.9 106.9 90.9 90 -30
As(V) 140.9 107.0 122.9 25 -50

#4 LC-MS/MS EDHBRERORE

Z\ N 5&%@(ug/mL)

AHARIEEY std1l std2 std3 std4 std5 std6
MMA 0.001 0.01 0.05 0.1 0.2 0.5
DMA 0.001 0.01 0.05 0.1 0.2 0.5
TMAO 0.001 0.01 0.05 0.1 0.2 0.5
TeMA 0.001 0.01 0.05 0.1 0.2 0.5

AsB 0.001 0.01 0.05 0.1 0.2 -

AsC 0.001 0.01 0.05 0.1 0.2 0.5
As(IID) 0.001 0.01 0.05 0.1 0.2 0.5
As(V) 0.001 0.01 0.05 0.1 0.2 0.5
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% 5 HPLC-ICP-MS #£® LOD KU LOQ D HEEME

LOD LOQ
NME RIS
AN (mg/kg) (me/kg)
As(V) 0.00022 0.00073
As(IID) 0.00016 0.00053

# 6 2B HPLC-ICP-MS ik DM REREM#E RGRIEZEEERE ; B2X)

- = 21 s,
pisgian  orameke e FOE  EY GHTHRE
(as As) (mg/kg) (%) (RSD%)
n=1 n=2 n=3 n=4 n=5
As(IID) 0.0711 + 0.0029  0.0550 0.0543 0.0556  0.0540  0.0547 0.0547 77 1.1
As(V) 0.0130 =+ 0.0009  0.0297 0.0289 0.0296 0.0293  0.0295 0.0294 226 1.0
AsIID+ As(V) 0.0841 + 0.0030"* 0.0847 0.0832 0.0852 0.0833  0.0843 0.0841 100 1.0
X1 EEFEIHEXEMBELTHEL:.
X2 As(IDEAs(V)DEREHELYEH LT,
% 7 B HPLC-ICP-MS ¥k DMEREFEli#E RGRIHMELEREL ; LK)
==y ] _
irngiay P Ef$§?® TigE  EEY  GRE
7 = (as As) (mghkg) (%)  (RSD%)
n=1 n=2 n=3 n=4 n=5

As(IID)+ As(V) 0.298 + 0.008 0.293 0.291 0.298 0.290

0.301 0.295 99 1.6
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# 8 X B HPLC-ICP-MS JEDMEEEFEAMN RS R(AMRE ; F5%K)

(a) IEREHN

N A RINEE E E 1B (mg/kg)™ TiE EE HTHRE
AFHREED ngie) 1 m=2 3 4 w5 (mgkg (%) (RSD%)
As(D) 0.05 7‘-‘:>’_7:%5t¥4 0.016 0016 0.016  0.015 0.016 0.016 -
AMEH 0.051 0.052  0.049  0.052  0.052 0.051 102 2.9
As(V) 0.01 7“5*/_7%3%%’4 0.000  0.000  0.000  0.000  0.000 0.000 -
RmEE 0.010 0010 0010 0010  0.010 0.010 100 0.8
As(IID+As(V) 0.06 0.061 0062  0.058  0.062  0.062 0.061 102 2.6

XAMBHOEEER., T8 O EHEEZELSINVTRLU

(b) BBEGM

N A RINEE TE = B (mg/ke)™ FHE EE HHTRE
AFTRRIEEY (mg/kg) n=1 n=2 n=3 n=4 n=5 (mg/kg) (%)  (RSD%)
As(Il) 0.15 TS5 0.016 0016 0.016  0.015 0.016 0.016 -
AEF 0.168 0.163 0.169  0.173 0.169 0.168 112 2.2
As(V) 0.05 7‘-‘;>’_7'éitﬂ=’4 0.000  0.000  0.000  0.000  0.000 0.000 -
A H 0.035  0.033  0.036  0.037  0.036 0.035 71 3.9
As(IID+As(V) 0.2 0204 0.196 0205 0210  0.205 0.204 102 2.5

KARMEHOEEER., TS50 7RO EHEEZELSINLVTRLE,
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# 9 B HPLC-ICP-MS ¥ DM e FE Ml 45 R (RMEREL ; Z2K)

(a) IR AR

N ~ RMRE E B Bmgkg)™ TiE EE HHTHRE
ARAREEN i) w1 m2 03 n4 w5 (mgky (%) (RSD%)
As(l) 0.05 7‘5>/_7§it¥4 0.028  0.026  0.026  0.027  0.026 0.027 -

yyiEne & 0.048  0.051  0.049  0.048  0.050 0.049 98 2.6

As(V) 0.01 TS508 8 0.002  0.002  0.002  0.002  0.002 0.002 -
YRR 0.011 0.011 0.011 0.011 0.011 0.011 109 1.8

As(IID)+As(V) 0.06 0059  0.061 0.060 0.059  0.061 0.060 100 1.9

KAMBHOEEEL, T507EBHOEFEHYEEELSINVTRELE,

(b) EIEETM

N A RINEE £ EfB(mg/kg)™ FEHIE BEE fHHTHRE
AIHRILEY (mg/kg) n=1 n=2 n=3 n=4 n=5 (mg/kg) (%) (RSD%)
As(ll) 0.15 7‘-3>’_7§fc¥4 0.028  0.026  0.026  0.027  0.026 0.027 -
AyIER 0.153 0150  0.152  0.147  0.146 0.150 100 2.2
As(V) 0.05 7‘-3‘/?%%%’4 0.002  0.002  0.002  0.002  0.002 0.002 -
' et 0.053  0.053  0.051 0.054  0.052 0.053 105 1.8
As(IID)+As(V) 0.2 0206 0203 0203 0200  0.198 0.202 101 1.5

XAMBHOEEER. T8 HOeEHEEZELSIVTRLU,
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I

%10 LC-MS/MSEDEHEEETRMEDE

al

(a) REHREERE 2.0g DEFEE

FREE =E(gke)
(%) MMA DMA TMAO TeMA  AsB AsC  As(I)  As(V)
1 0.01 0.01 0.01 0.01 0.01 0.01 0.01 0.01
2 0.02 0.02 0.02 0.02 0.02 0.02 0.02 0.02
10 0.1 0.1 0.1 0.1 0.1 0.1 0.1 0.1
100 1 1 1 1 1 1 1 1
1000 10 10 10 10 10 10 10 10
10000 100 100 100 100 100 100 100 100
(b) REHEIE 0.2¢g DEA
FREE =E(gke)
() MMA DMA TMAO TeMA AsB AsC As(II)  As(V)
1 0.1 0.1 0.1 0.1 0.1 0.1 0.1 0.1
2 0.2 0.2 0.2 0.2 0.2 0.2 0.2 0.2
10 1 1 1 1 1 1 1 1
100 10 10 10 10 10 10 10 10
1000 100 100 100 100 100 100 100 100
10000 1000 1000 1000 1000 1000 1000 1000 1000
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# 11

(a) ABHEEE 2.0g DHEE

LC-MS/MS ¥EIZ & B EREEEHER B O i i R

1 e E E{E(mgkg) o
ERR 2 %ﬁé‘; = (as As) BE)
MMA DMA TMAO TeMA AsB AsC As(ll)  As(V) AsB DMA As(1ID) As(V)
I O 60 0 0 60 0 60 0 : : : :
2 O 60 0 60 60 0 60 0 - -
I 10 O 60 60 60 60 0 60 0 -
100 O 60 60 60 60 6 6 0 -
1000 O 60 60 60 60 60 0 0 -
R N S NS S S NS S S - -
1 ¢) ¢) ¢-) 0.10 0.99 ) 2.1 ¢) 2.8 -
2 0.087 -) ) 0.034 0.68 -) 5.7 ¢-) 1.9
&5 10 0.18 -) ¢) ¢-) 14 ¢-) 7.8 ¢ 40 -
100 SRS TS S S SRS VRS SR & WA 39
1000 O 0 60 60 60 60 60 0 8
R IS S NS NS SRS SR SR S S 3
1 ) ¢) ¢) ¢-) 0.40 ¢-) 0.50 ¢) 6.4 -
2 0.14 ) ) ¢-) 0.054 ) 2.0 ) 0.9
10 30 O 0 O 2 0 60 O 44
IPIE 0 2 0 60 60 60 60 60 0 8
1000 O 60 60 60 60 60 60 0 0
T TS S S SR N SN2 NS S S 3 - - -
I O 0 0 o0 0 o0 o0 o : 3 O o
2 ws O 60 60 60 60 0 O o 3
L 10 2 O 6O 60 60 60 0 0 O 0 3
100 O O 60 60 60 0 60 0 0 (—) O
1000 O 6O 60 60 6 0 0 o0 O O <->
R S WS NS SRS SH e S S O O O
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# 11 LC-MS/MS ¥EIZ X AFRFEZEHERB O oI RFEZ)
(b) FREHEEE 0.2g DFE

TR e E8fB(mgke) 0, \ %
e %*(’f,;“f (as As) ELE%)
MMA DMA TMAO TeMA AsB AsC AsB
I O 60 0 0 0 0 i
ot ST, Y :) M A SRS SRS SUN S SRS SRS .
10 O 60 60 6 60 06 :
1 ) ) « 020 17 O 48
25 1(BABE) 018 () ¢ 057 11 ) 32
10 1.6 6 0 “ 23 0 64
1 O 0 0 0 oz 0 2.0
AHSE (BADB) 015 () O G 039 () 62
10 1.4 © ) ) 32 ) 51
O HERETREERE
— EtEx &4

XEEIIFAEEZREELLTHEEL .
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F12 ABHEER~ M 7 AL 20T E~DEE

o FREE RINEEITK T HHRIERED %)

i () MMA DMA TMAOQO  TeMA AsB AsC As(II)  As(V)

2 81 65 248 135 101 140 76 28

10 100 9% 99 100 98 100 100 88

ZEEAER 100 98 103 97 97 87 96 101 99

1000 98 101 99 98 88 98 104 99

10000 98 98 9% 93 91 94 102 101

2 83 14 6 63 5 17 36 60

10 117 61 31 7 80 63 76 165

55 100 127 85 66 83 115 73 102 172

1000 118 90 92 97 103 94 114 133

10000 112 78 104 104 101 103 109 116

2 79 20 6.2 81 8.0 40 31 54

10 120 77 38 76 %4 76 79 157

AhTx 100 130 101 70 81 100 74 98 185

1000 116 103 88 93 88 91 104 143

10000 122 107 94 99 93 102 109 125

2 75 81 54 105 93 85 0 33

10 119 122 55 78 103 69 11 86

ax 100 117 111 87 95 97 % 53 121

1000 104 104 97 100 92 98 89 124

10000 106 105 100 102 96 101 100 114

F 13 IIEBR O O ERGEUS - RIEEERED

st AREE EEH)
i (E) MMA DMA TMAO TeMA AsB AsC
— 1 33 24 357 67 8 78
10 86 99 82 115 112 104
_ 1 38 8 33 29 5 1
25
10 94 126 36 73 234 40
1 41 11 61 37 10 15
NI 10 78 136 43 87 139 58
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#£14 LC-QTOFMS IZLHRBEEHERREBER . XVT 47— F, Bl R . xIVT 1 7E—F)

NESZIEEY Ql/ﬁﬂi MS/MS HR QTOF Q1 (m/z ) fﬂ(ppm) Q3,§I]E MS/MS R QTOF Q3 (m/z) —’;éﬂ_lf—

144> Ql(mz) Ql(mz) Ql (mz) (QTOFRIEAEIMMIE) A4 Q3 (mz) Q3 (mZz) Q3 (mz) (QTOFHIE/AEFRIE)
MMA CHsAsOs™ 14115 140.9533  140.9543 -7.1615 AsO” 90.9  90.9165  90.9163 -2.1998
DMA CHzAsO,"  139.13  138.9740 138.9737 2.3458 C,HsAsO™ 1209 1209635 120.9631 -2.9870
TMAO CsHoAsO™  137.07 1369948  136.9944 2.6384 CHAsO™ 1219 1219713 121.9714 0.8199
TeMA CHpAs™ 13511 135.0155 135.0154 0.7176 CsHoAs™ 1198 119.9920 119.9918 -1.6668
AsB CsHpAsO,”  179.17  179.0053  179.0056 -1.5300 CsHoAs® 1200 119.9920 119.9923 2.5002
AsC CsHiAsO™ 16515  165.0261  165.0254 4.0089 CsHpAs™ 1208 120.9998  120.9993 -4.1322
As(1IT) AsOy 106.90  106.9114 - - AsO, 106.9  106.9114 - -
As(V) H,AsOs  140.90  140.9169 - - AsOy 107.0  106.9114 - -

£ 15 LC-QTOFMS ICL 2 FHEEEREEREEER . AUVT 4 7E—F)

QTOF
2\ H 2 o
SR RIEEY Q1 (m2)
As(III) 152.8903  170.9007 216.9225
As(V) 1429322 236.7568
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(a) (b)

As(IID)

As(IID .
As(V) DMA

MMA A3

Intensity
Intensity

0 I 2 3 4 5 6 7 0 1 2 3 4 5 6 7

~“F§ (min) ﬁ%la Hl(min)

1 HeHFEVMOEBERED 7 o~ 7T MU VBBZKET VE=U LML)
@As(VYOE—27 DT —Y 7  (b)As(V)D ¥ — 7 FIRDE/L
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