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KPS EERS [1,5.6]0 KEAKEmPTAHERE L R E it 7589
FE, MEEHEENE) LKMHNREFEEBEHEEESAK 2]
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N RAEIRNB T EF FDA TEL T FEM (EAM): 4.11
TIRENERRIEEIL/ BRBEEE FAERIE (HPLC-
ICP-MS) 75 3A3T52) LK P RVRRIH TS 9. FEAS
FRIk HPLC AFAZES DS, ICP-MS NERIRR S
Mg, 1 m/z 775 BT BRI BIGIEHITEEM, ICP-MS
RATASERNAER LU ER LRI RE
EENRIERN TN, FIEMESHRNRMNESRE
(LOD #0 LOQ) 391KTF 15 pg/g, BXIARERE (%RSD) 33
BT 7%. %7 ER BURM A KA A KB RAIER) LK
MAPRRERFR, XXNF 7T HEEXTE) INRERKE
EEBEHEN,

Mt ib g
HEREITER

FEEARANEBEFKIIA MIilli-Q R4 (Millipore) &l
5, EBFEZE > 18 MW-cm,

HER/ATER KR

BEES, OPTIMA B4R EI KRR
HEE, OPTIMA BLLLK B RE
LR ACROS
ek, By TR H/RER
SREE, HPLC 4 B KRR

BB ARAEE (Asl), 1000 mg/L
FfiE & AR4E (AsV), 1000 mg/L
B—5 (MMA, 4 98.5%)
B30 (DMA, 4HFE 98.9%)

Spex Certiprep
Spex Certiprep
Chem Service

Chem Service

B EHZERR, (AsB) Fluka
£E/5BNAR e
ICP-MS BEARAE Plasma

RN ORDITESIYIR

SRM/  Kfd As(lll) = As(V) iAs DMA MMA
CRM (ng/kg) (ng/kg) (ng/kg) (ng/kg) (ng/kg) (ng/kg)
1568a 290 +30* 60+12° 39+8 100+20° 171+34 11%2
1568 | 410+50* 85+17° 31+6 | 116+23" | 285+57° 22+4

*HEAREERNIEERT R 95% BiEXIEK 95% BEX(E + RAIRE
' FHREERTANERERIBYEN £ 20%

RESLEYIR (SRM)

TEMAZASE U SHER, /8 NIST (EEERR
ERAMRR) tESLEYIBR (SRM) 1568a 1 1568 K4
ERNBREEHYIER (R 1) . NIST 1568 BYRMHREE N
410 + 30 pg/kg, NIST 1568 BY As(lll). DMA F As(V) 33!
7985+ 17, 285+ 57 # 31 + 6 pg/kgo

N33

D ERRINESH Agilent 1200 Infinity RIEBIE R
%, ZASKHETHSE . xR, Bh#FERMA
1038iF (MEBHEE) HAll. FIMEA—AINBER (LC-
20AD, Shimadzu) BB FAFRARI. FIA 1/16 x 0.0025 x 12 &
< Peek & (Upchurch Scientific) ¥ HPLC R%i5 Agilent
7700x ICP-MS E3Z#ER, HECE MicroMist ZE k234
Scott RUBEEZEWZE, NEB/EBITHRHIRE 2

EBR

¥2ER FDA 757% (EAM 4.11) SHERSInEFITHER
B, SAMERR (BRIYFEWEKH]) . FRIERHRE
EARARR (As(lll)y DMA. MMA. As(V)) 3JAKBR,
M 1000 pg/mLo fEA ICP-MS X3 DMA #1 MMA #5#¥
BRI E#HfTIIE, EF ICP-MS FRAREER A fh 4N E
1pg/g MMA F1 DMA #Ri¥8) BFKRE, XLERERFXT
EEMEREHITENTE, SINIMKREERTEL
&,

3 200 pg/mL MESEBARARBEFERESENRE,
BJEITIEREE . FRENMRERRIIT 4 °C TR F.
EXWHHEX EFREFIFMEFNRESINEDRR, SR
FERERBRNATA 2 ng/g As(V) BIREIEAR, i
HUIRLUSMHREE S EE, S2NERERERN
HNIRAE 18% SRR/ A®R (100 mg/L ICP-MS A

EEER) o



% 2. HPLC #0 ICP-MS BT M4

HPLC %1%
RipiE
B
FREntE

pied

HEE

ICP-MS M 100 uL Z) LA EEZEFEFEFRMN. M. EiE Rk
AR ENFTEMANZ N SERIE, 31 ) LKY
1CP-MS S fF XREB 71 XFRNVEFE, RIFIHETMEILKMBSELE
RF T 1500 W BEINER.
EEFAESEFE | 15 L/min
mRSRE 0.17 L/min
ZSRREME 1.1 L/min
e g it MicroMist
REERE 8.5 mm
ERERE 2°C
hifi i85t SR K5, 43 mL/min
wiEREmz o RAN: /278 (),
I ERAYa) m/z7508s; m/z7702s
3. B)LAMMIKER
mmhd HRES ek 5%, TaSEt
A Baby_1 BEBRE M. EBRYAKREN . KZH IL
A Baby_2 BHREK BNLBWRERM. K2R IL
B Baby_3 BNLBYKY BN/ WEK. £/ (H4EERE) . BEKR IL
c Baby_4 BHLK B EAWRERY. MBS, BT IL
A Baby_5 BARYAKY B EAYRERY . MBS, BRY% IL
C Baby_6 BNKR ENSA/YIREKM. mBEZE0NHAE. BEK X
D Baby_7 K, B/ Kip. KZm. KZIPEERE CA
E Baby_8 K K. K2, KZOPBERE ND
A Baby_9 BHREK BNLaWEK. 8/ (H4EERE) . BHEHR ND
B Baby_10 BHREKRD B/ WREK. £88 (H4ERE) . BEH ND
B Baby_11 BRERM BNLBWREKR. £BF (H4EERE) . BRER CA
A Baby 12 BHRERM BHREKRK X
F Baby_13 K K. A BEZEIEAE ND
F Baby_14 K K. A BZRONEEAE CA
F Baby_15 K% K. M EZ=OPRkRE CA
A Baby_16  K¥3 Ky X

®3 (8

Hamilton

Hamilton PRP-X 100 PR F3X iR 1% 1F
4.1 %250, REEW, 10 um

10 mM B5B&%%, pH 8.25, HEIETT

1 mL/min

EREHARARTIN 0.2 ng/g As(lll). DMA. MMA #
As(V), FBFME LOD A LOQ, 7ERBIAEFAN 5 ng/g
As(Ill) FORREHS2RR (AsB), BCHIO ¥R EINE, AU
5 AsB 5 As(lll) 973 B, HKL 50% As(lll) FERK
As(V) BY, EEHI— MO HRICEIR &,

¥



®"3 B URHURAER ()

mhE BRES ol 5% TSEH

F Baby_17 K K. AEZEINREAE X

A Baby 18 BEAE £EH. LB/YKY. BEH. KZH CA

A Baby_19 mEaE LM, 2BYKH. ®EM. KZH X

A | Baby_20 BEBYE SEH. SBYKY. FBEH. KATH ND

A Baby_21 BEAE 2. LBV, BEM. ATH CA

A Baby_22 maEaE LM, 2BYKM. HEHN. KTZH ND

A Baby 23 BEBYE 0. 28RN, BEH. KT CA

G Baby_24 BHREAK BHLBYRERY. [[EZEINRERE CA

G Baby_25 BHRERRD BN BYREK. [ BN CA

A Baby 26 AL gziﬁf?ﬁ??ﬁﬂﬁ%ﬁ?:ﬁ KZHh. KIZO0BERE. £B™M. cA

A Baby 27 o %igg;igigAﬁgﬂzﬁigﬁuﬁﬁm_% PNED:: NN cA

B Baby_28 BN BWERKY ENEBREKR. BNERE. #HERE SREM CA

B Baby_29 BLBYKYN BNLBYREK. #ERE & CA

B Baby_30 B 2BYKY B 2BWEK. BERE & CA

A | Baby_31 DHA MIIRER B AYIAKN  K¥. #ER. WYIR. XZH. KZ00REE. £5H. SH&Hm CA
Hmau b FE@LAGE, MA 679 ZBFK, BARMBFRU

SEAEE) LR #HIT SRS ST, BENEHRH
2 LK HEHITON, BR#H—FTTIRSIIFRIE,
FERMEOWE, ERNIRMERE, HRENERE
¥i# ICP-MS 34fr, & HPLC &,
SRS D S ERRCEREE [3lo ANKIEHFR
BT IR RAMREE, BHIREN 1 g 2B LK
mE TSEIRER 50 mL BRREBLE (&) Fo
MESAN 10 g 0.28 M HNO,;, #AGHEkk 10-30 #b, A5

90 354,

3500 rpm RYIREE L 10 8, EiEREITEZE 3mL
—RMEESTER EAY 045 pm BASEF RIS IESR, BREF
PRI RS ALY 1 mLIEREFIERT, 198
BEBE 15 mL ERENELEFR. ABLEFMA
2 g pH RIEAFAR (ARHABAFRMANERNLE, pHAZE
9.95 £ 0.05) o

A pH REABRBRALF EZTBMERDN pH BAZE
6-8.5, FREMIBAERBDREBRERA KB EES
W, 5 HPLC-ICP-MS 9347,



HR5IE

BEss
14T HENDBER. BMETTZANANEEREFEMHER, ERERAREER.

=10

MMA
DnA
As(ll)
54 ISTD As(V)
g
L}
5 1015 RT {min}

1.5 ng/g MFRERNBIL D BEE
FEBEE 5rd:3:: P

ATHWIEHESSWMMIRENESE, FNXT NIST  {#H 0.25. 04, 1.0. 5.0 F 20 ng/g As(lll)y DMA. MMA
SRM 1568 K##HITT M. INESLEMBRPENIES M As(V) iRERARNE T HESHRERE (B 2)
RSB NEESIVEEIFEEMS. FA—F  ZRECENLEIREREHNEXRI (R2) 79 1.00, &
5| SRM EEHFNE T EAM 411 FEDITE) LR EE  EZERER 10 ng/g As(lll). DMA. MMA 1 As(V) 4
BOY (R4) , FRAMESONANSHNENMNE K, EEWENT 99%-113%, %RSD < 4%,

(%RSD) 7 1.74%, fERAMEDENE S AN SBEY %RSD

79 5.3%, iAs B9 %RSD 79 2.8%o

RALFGEREE

HmAM As(llN) DMA MMA As(V) iAs’® St St Bz
(53 3 EeH) (wg/kg) (ng/kg) (vg/kg) (ng/kg) (ng/kg) (4% usP A3%) (BRBA%) T
REE 8517 285257 22+4 316 116223 41050 41050
1568_E & 1 65 289.9 248 40.6 105.6 420.3 398.4 105.5
1568_E & 2 68.5 289 24.6 425 110.9 4245 445.1 95.4
1568_& & 3 66.9 300.6 25 447 111.6 4372 405.2 107.9
1568_E & 4 703 288.7 21.6 375 107.8 418.1 442 94.6
1568_EE 5 69.8 289.4 228 433 113.1 425.4 4423 96.2
FiME 68.1 2915 238 4.7 109.8 425.1 426.6 99.9
IRERZE (SD) 22 5.1 15 2.8 3.1 7.4 2238 6.3
%RSD 32 17 6.3 6.7 28 17 5.3 6.3

aiAs 79 As(lll) F0 As(V) Z#0
b RETH = SRR (As(ll) + DMA + MMA + As(V))/ (SENEEFEIR S0H)



*10% 75 As{ll)
y=218509 4541% — 18431.4765
R = 1.0000
OL=0 ppb
BEC = -0.07492 ppb

As(Ill)

LIy o0 300
Conc {ppb)

=10° 75 DMA
y=2E50000.3400* — 2365.7515
R=1.0000
OL=0 ppb

g+ BEC =-0.00242% ppb

Ot

100 200 300
Conc {ppb}

2. EAM 411 73 7AB9R AR 2

15 PRFNE &R

MFET HPLC-ICP-MS X ARSI DA
MR (ASDL). SHITAREEMR (ASQL). F57EKMIR
(LOD) AR5 £ E 2R (L0Q) (F5) o FREMASH LOD
EARLI/TF 09ng/g-18ng/g, LOQFTTF 7 pg/kg-14 pg/kgo

R 5. HPLC-ICP-MS #2753 4fHY ASDL. ASQL. LOD #1L0Q

As(1ll) DMA MMA As(V)
ASDL (ng/g) 0.034 0.017 0.024 0.035
LOD (u/kg) 1.68 0.87 1.18 174
ASQL (ng/g) 0.262 0.135 0.184 0.273
L0Q (u/kg) 13.1 6.8 9.2 13.6

EILVES

BYRTES, iAs. DMA 1 MMA B9 5 1045 B U ZE
RN (ZEIHEM As(Ill) kA As(V) B9RIRA) .
iAs. DMA F1 MMA BY[EIULZR /5 97.3% (iAs)-115.0% (DMA)
(%&6) o

¥ =261695.9310 *x + 715.5002
R= 1.0000
OL=0ppb
BEC = 0.002734 ppb

1 T 75 MMA

MNA

10.0 2000 300
Conc {ppb)

=10° 75 As{V)
¥ = 250386 .5328% + 12167.7720
& R=1.0000
ODL=0ppb
BEC = 0.0486 ppb

As (V)

1000 200 30.0
Conci{pphb)

R 6. ARNNFRAY %EIUREE (n = 2)
FNHEH

— As(lll DMA MMA As(V iAs
AR a i
50 ng/g 104.1+£38.2 115.0£1.2 104.8+1.1 109.1+38.3 106.5+0.6
75 ng/g 85.1+1.3  108.6+2.9 106.8+0.8 116.4+0.9 100.5+1.1

100 ng/g 67.8£32.8 112.4+2.2  105.0+0.8 143.7£285 105.2+2.6
150 ng/g 747+10.1  104.0+9.4 106.0+6.1  120.7+7.7 97.3%8.9
150 ng/g 67.9+15.6  112.9+2.8 106.6£0.5 142.8+12.4 104.8+1.8
225ng/g 88.1+1.5  109.3£1.2 105.2+1.0 118.2+3.0 102.9+2.2

22) LK $D P S A R F TR AR EIRE
RTHETE LRI SHUNRESORER, FiE
HEREENXAMANERSEEEER. WXNFME
31 MK EEHA LR (iAs), HAF iAs BIREN
As(ll) 0 As(V) BOREZ M, K28R iAs BIRE
¥ES5)79 174.4 F0 101.4 pg/kgo 22)LAK¥H iAs TS
bRy T EE {5179 58.2%.

HRESHMBENES ZNREFE FEERITER
FIMFRE RSN SRR LS ENE S EB AR
E) AT 85.8%-106.0%, B2 FHAIIEN 96.7%. B
EFEHMNEILERIK 1,



SHAR
/tbl:l'ﬁ‘

Erh B iAs BITFIRE (951759 105.1 #
62.8 pg/kg) FEXTEER. Z2)LBERIEKMT iAs £
FEYTFEIIEL 5179 59.8%,

N5k 3 AR, FRERY 31 #E) LKHIBBTIK. 281

BHLK. BEARE (2%, 28R UKLHRE) HEK
Kb, LERREF, BMAKHPILENER (iAs) BIREE

R 7 2378 LRMBI DS

MK (R7) . BIAMIERKDF iAs BIRES
BEEEZEZR (BVIEBEXRMIYERN 98 ng/g, BHIEE
KAEYEIER 101 ng/g) -

IR AYER) KK R, SESRERN 79.9-277 ng/go iAs
ERERRBIELGIA 23%-81%. RIMBINBENEFSEER
DMA (E3) . MMA KT LUREKFIH (R7) .

. St St o
il b ?:gl/lll()g) ) | insha) | ok | ok usida | & aria) | o)
BEBY 206+7.7  275+02  TR(1.4) 36.6+84  57.2+07 | 86.2%05 88.3+1.3 | 97.6 0.9
BEAY_18 181433  352+#14 | TR(1.9)  44.9+4.1 63.0£0.7 | 10020 112457  89.1 0.9
BERY19 12.149.2 23.0+0.7 TR(15)  43.3%7.9 555413 | 79.9+1.4 88.0+1.4 909 08
BEARY 20 484413 50.5+0.6 TR(2.3)  58.9%1.1 63.740.1 116+ 0.6 124+ 05 938 1.0
BEBY_N 13.0£2.1 482404  TR(24) 585+2.0 | 71601 | 122£05 126204 | 964 1.1
BEBY 22 4.83+05 50.0+1.7 TR(25) | 64.0+1.1 68.8+06 | 121£27 1312 9.1 92.2 1.0
BEBY_23 9.89+9.6 49.1£0.6 TR(3.0) @ 55.4%9.1 65.3+0.4 | 117207 128+46 915 1.0
BEBY_27 19.3£02 | 381#05  TR(13) 37.7#¢63 571250  965%3.9 109+ 04  88.1 0.9
BHKH 4 378486  153+06  TR(8.9)  67.3t49  105£37 | 267+38 272+79 | 982 1.6
BHKY_6 260404  518+15  TR(2.8)  647#19  90.7+14 | 145+3.1 14673 993 14
BERYIAKI 5 657457  100£0.1 | TR(49) 720437  137+19  243+25 230+10 | 106 2.1
BARYIRKI_T 329+08  89.2+09  TR(5.1) 85903  118+1.1 | 21307 212¢85 100 18
BARMARK_8 56.6+1.8 126£1.0  TR(6.6)  76.1205 132£13 | 265+ 038 256+ 04 | 104 2.0
BARYAKS 13 27.620.1 353+0.0  TR(1.5)  452+17  728+16 | 10912 10817 101 11
BRYIAKH 14 247+1.0 322409 | TR(3.0) 435+0.0  68.2+09  103+18 101£1.7 102 1.0
BARYIARAK_15 241416 30.0+0.3 TR(1.6) | 33.8+0.0 58.0+1.7 | 89.7#3.1 925+32 | 97.1 0.9
BRYAKY_16 599+22 10715 | TR(34) 656+14 | 125¢81 | 236+ 96 22716 | 104 19
BAYIARK 1T 352+10 34309 | TR(1.8) 547470  90.0+3.1 | 126+ 3.1 127214 992 1.4
BAYIIKY_26 601483 | 97.1£18 | TR(27) 474482 10701 20721 24124 | 858 1.6
BARYAKN_31 58.6+3.7 10416 | TR(28)  39.1#27 978409 | 205+35 237£09 | 864 15
BNEBYKM_3 162473 159405 0.0 517454 | 68.0+1.9 | 84.4+3.0 85.1£1.7 | 99.1 1.0
BHRERM 2 217402 42.9%0.1 TR(42) 11112 13310 | 180%0.2 178+ 01 101 2.0
BHRERES_9 21710 | 27.7%10 0.0 34.3%9.1 56.0+1.7 | 84.7+2.6 83.9+26 101 08
BHREKD_10 24.2413 206£4.2 | TR(6.5)  39.5+2.6 63.8+4.0 | 277+ 8.0 261£7.0 106 1.0
BHREK_11 21.343.1 385+0.3 | TR(2.8) 107£03  128+27 169+ 2.0 165+ 7.8 103 19
BYRERMD_12 23.0+£35 107£1.0 | TR(3.4)  65.7%1.3 88.8£2.2 | 200+ 2.9 206+ 13 97.2 13
BHREKK_24 18.0£09 | 258+00  TR(1.7) 69407 87416  114£20 127219 902 13
BHREK_25 23118 276400 | TR(2.0)  73.0+06 962424  125+19 13300 | 942 14
BHLBYERKY 28 418412  322+00 | TR(1.5) 63304  105£07  139+0.9 160+ 1.0 | 86.6 16
BN2BYIKN_29 515422 650403 | TR(2.6)  89.6%1.2 14109 | 208 0.1 242+ 44 | 86.0 2.1
BENLBYEM_30 81778 51806 | TR(1.2) 767+13  158+6.0  211+54 244+ 00 | 86.4 24
aiAs 79 As(lll) 71 As(V) Z#1
b REFH: HEDITFEAVESE (As(l) + DMA + MMA + As(V))/ BEEBEIN 2, SMEREENEMR (n=2)TR = REKF

7



x10* | BSEN

| ES#0] e
| i
| B
| B
: As(lll}
2 gm :

3. HFER) LRSS O BARIE S NEE

FSEDIRE, BERIEKHFREH (9EH 10ng/g)
R (B3{EH 63ng/g) BIRERIRK.

AELBF[INE) RN TERSXBMEHITT L
B, SEURTHERREHSE ZFiiRENE 4
JLEEFA KPS, XERNALIEHIE) LKHITR
BBENHEKNER (0BRS), #EIRIE, 0BRS AEEMSH
%) LEC 75 K40 PRk E LR & 0BRS BIEC /5 KA H S

20 Z1E 1o

1015 RT (min)

5 FDA RAELERAVLLE

£20125F 9 B 19 H, DA kKT E—xTFEEHHF
B 200 ZNKKRRAKF BIFRINDITER, EXLERF
@, B2 NOKER, BILKMERRE I (R8).
FDA B9IRE A iAs BUEELLERITNE RS S, FDA T
IREUKI R TS (iAs) BISSES 3.5 ug/f9 (1.5-9.7 ug/
%) 5 B)LKMFR 2.7 pg/15-

RO 23 N LKMEFESRT iAs I9EN 1.5 g/,
8 IMNEEBIEKK iAs I9EN 0.9 ug/19. iAs IRENT
0.8-2.4 ug/t3 (R 7)o

R 8. FDA 22) LK DL R S4B “Rice/Rice Product Sampling - September 2012”

HaAS PR HmER

70145 K ENeBKy (2)1)
720341 K BLBYKY (2)1)
719983 K BRUMAKY (Z)L)

RF=E/HR TR/ 15 (na/f37)
NR 32
NR 2.9
NR 2.0

* BRHIANET 21CFR 10112 FERER) LK# SIBUHERSE 8 (RACC), 11879 15 ¢ LUTEEHHNTHMHEE (1)



i

AERIEER T FDA JTESDWFM (EAM): 411 TIEE
89 HPLC-ICP-MS 75 ARI BNIAR A 22 ) LKA RS 5
Mo RBE (LOD # LOQ) FIFEZEE (%RSD) & LA
RRENFEEAES, BIEtb2a FDA XTFE) LXK
HRAPEIMA iAs BEIRE, RARAAKURKK
XM LRMPRRHEEITEHIRET KEFELEN
MiES.

Bt

EMNERGLECEZBR AT Amir Liba F Mike
Woodman AT, FERGRECHREER
ANEIRH HPLC-ICP-MS &%,

EZER

XEHIRRARBENER,
BRI mERSIFAESR, BRIAIBIMLE

www.agilent.com.
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