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HHESRRBENEERSER, REMBNFEHESENRESY. FETHY. ERMARASFRAT.
ERMERBZTEINRABGEERRE: HR, RREE 6400 RII=ERKNERRRRARREBIERSHE TR AL TEEMH .

FAiEd, FERRREHN 1pph WEMBSFEB,. B,. 6, G, REY, TEETRRERN 25ppb KWEMEIRCHARY., BRTHEL
EYHBINEF. ETEFERMRERNTF 140 ng/g— NF 5309 (HL)
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0-T0F TTATFHENRIARRPRIDNEE
Y. XEGIETHER Agilent 1200 R5IHRE
BN BRHEEIES Agilent 6500 251 Q-TOF 5
6200 2% TOF A TR SRR ES
RE.

LE: “BISFHEIRLEY RN
EEAHRERRONEN 200 ZHRE
PEERATEC, ZRBEENGERES
MR EK

THE: UEHEE 10 M
e RE L EHE.

TR ERER &S

x10%

2.3
2.2+
2.1

1.9
1.8-|
174
16|
15|
14|
1.3-|
1.2
114

14
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1

x108

139 Cpd323. FIRHES. +ESIECC Scan Frag=150.0V SeqR_16-1003.d
1.24

114

0.9+
15.212

Cpd 323 Rtk

0.8
0.7 4

i
l‘ | »
il a\' l“ll“ W ’ ‘\ ull l

9 16

llﬂf" "J%EH‘IIE? ﬁ%*

Agilent 1200 ZIVRIBEABBITEIRS  Agilent 6230 TOF BFFF2IRG 200 FRLHHERIL W EIEE
(MFE ZHIHEH)

0.5+

0.4+

0.3

w

0.2+

Ny

0.1+

>

294.1366 m/z E3:3 EE% ;2L Sat 5 Rea
. 294.1366 21636 100 1 - 0.0095 31044
295.1396 3591 16.6 1 - 0.0101 29122
296.1337 6601 30.51 1 - 0.01 29608
cl
H,C CH,
HyC N*&
oH X
296.1337 N

295.1396

L |

T T T T T T T T T T T T T T T T T
294 29425 2945 29475 295 29525 2955 29575 296 296.25 296.5 296.75 297 297.25 2975 29775

MR S Bt (m/2)
&5 Agilent 1290 Infinity B3 JE; B G EIZFT Agilent 6540 O-TOF 517 3 #ERHIMIEIEZIRFILE, EtEFE
PREXER 10 125

AXZRERMREBAMNARIFREE, HiE:

www.agilent.com.cn/chem/food:cn
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JEFIETE (aA, ICP-OES, ICP-MS)
YASTHEA, SBENIEZERNYTEKkTEXRES

RESEWABRHATESR, B5—LUALRE. ETE) ER-SH44
RE, URNTRARSKEMARE, VFERREFNE—  yag g sERTLUOTHANTES RO, HTELTEL

RUHREEURESR. ICP-MS =N AA F ICP-OS {28, MAEGEIE:
B5E, AARTHNABREERASHER, MERSSHT - EFRELE (M) | EAHANAE. FRPNESKNEE
£ RENARLEY, LHEREENEE, %, TAHATRENANER

R, BFLET AR ERSFEE54RE, pay ~ERBESEETHAMAE (cr-0es) EARMHHAEETHY
MERREE S HNSHIALEERA, Wiceemseciceps,  NAR, BIEEENERNE, XA-HANAR, RETHEH
HERSEMEKTLBETENRSNES SRS (Fpy)  TRITEE. FERDTTA

BT -EBESEETH-TE (cP-Ms) , RARFMERMZN 9 M
ERMHERIEEE MR EBTTEMEREMERPHTFRNTE
RAE/ KRt

REGTFOLRZF EURBIRAEH, "M, KURHFRFEEN

Agilent 7700 F3 ICP-MS J15 B Rt miei B STt Agilent 700 Z 7| ICP-OFS RERILRHTIEEE. RIREIH Agilent 240FS/280FS AA FLE GTA 120 BZE4R, BFH

HETE, HETEEGENE 3 T (0RSY) HEEIRGHIREE, ERIERTRE (IF pob 3¢ ppt) BITTE, ZEZLE
, . ’ =) VBT ER S SR GE)

BIEX TEER s A6, I 720,750 TABERE SR EEH R BRATFRENTSETERHRERIHIENR.

UUSHEIEITH 7700 L FAUEZFFGTE, #A E, ZRIEMHNZEREL (MultiCal) 3B THHF

BERANHTER, THEBRAMEEFEELY WLMETEE, AR EREEFETE, HRETE

RETERTHIE LRSI LEE, WHEERHLNERFE, KRRETE.

18



{6 FE RS AA 4T NIST 8435 PIBILER

EHE BT AA BEE % 3 AA _ _
" ERUREME TR TENEST
Ca% 0.922 +/- 0.049 0.914 0.8 0.916 EFRANBRNEE, ALRERREFT
K % 1.363 +/- 0.047 1.364 1.0 1.351 éﬂgw}%ﬁﬁ° ﬁ%'—ﬁﬁ:ﬁﬁ*ﬁﬂﬂjﬁ 5%"
M AA MEEL T 729 30% HORTIE],
Na % 0.356 +/- 0.040 0.366 0.8 0.372
n=10 MESR

f& M ICP-0ES AT REVER

HamE As 188.980 FHA{E Ca 370.602 TEE Cd 214.439 TEE Cr 267.716 TEE
BT mg/kg mg/kg % % mg/kg mg/kg mg/kg

Sludge B 141 141 0.0233 0.0242 0.64 NA 110 m
Magruder 4B 2.05 1.75 2.1 2.48 12.31 NA 125.2 132.6
Magruder 6B 5.75 5.66 4.93 5.94 1.51 NA 50.88 51.08
BHamE Cu 327.395 FisiE Fe 261.382 Tsi{E K,0 404.721 Tsi{E Mg 279.078 Tt e
B % % % % % % K,0 % %
Sludge B 0.0407 0.0398 0.012 0.014 NA NA 12.6 12.2
Magruder 4B 0.0461 0.0307 0.350 0.400 11.02 10.54 1.62 1.64
Magruder 6B 1.010 0.976 0.500 0.500 21.37 20.54 0.53 0.62
HanE Mn 294.921 FiHA{E Na 589.592 TEE P 214.914 TEE

{::X i} % % % % % P,05 % P,05

Sludge B 0.51 0.48 0.94 0.94 0.51 0.50

Magruder 4B 0.036 0.039 0.31 0.29 8.1 9.1

Magruder 6B 0.014 0.015 0.57 0.58 9.1 9.9

BRFE Pb 220.353 T Se 196.026 Fasi{E Zn 213.857 THAE

i) mg/kg mg/kg mg/kg mg/kg % %

Sludge B 6.8 5.7 NA NA 0.0244 0.0249

Magruder 4B 1.16 218 0.43 0.44 0.043 0.048

Magruder 6B 1.88 215 0.13 0.12 0.003 0.003

FERBERBIRMEE (N) | BE (P0;) #0sR (K0) FpFHHst, ERFRIENTENELEEEREA.

BEKREIETRNOSWER, EPERERBEIRIEER/ ENE &, FETLEERE ICP-OES TEEERSY . REFIURBES
. BUEA ICP-OES AL S, FEHEMNFIEMOWEMREINEE, KEER - 2WERENTNERERINTE.

www.agilent.com.cn/chem/food:cn

.’a@h BLEERARRSRATEANLMAES, Eifi.



&/ ICP-MS WEPZ (TCM) PHESTE

=]
gl B 1 BHRER BELEA LM WS, $HA
Be EE 0.020 0.009 0.032 0.034 0.060 0.037 0.013
RSD% 5.2 26 1.0 5.1 2.0 14 5.2
Cr NEE 0.34 0.46 1.40 1.58 4.89 1.74 4.76
RSD% 2.0 2.0 19 26 23 25 0.8
Mn e 34.77 17.80 54.78 3 0.37 87.23 23.96 124.4
RSD% 07 24 1.1 2.20 121 2.62 3.10
Ni AEE 1.09 1.17 1.24 1.64 3.09 1.50 3.15
RSD% 06 0.9 14 08 22 18 18
Cu HEE 1.49 1.68 4.08 8.85 15.23 356 5.38
RSD% 0.6 0.6 06 25 23 2.38 0.46
Zn NEE 5.66 482 21.27 18.57 37.07 15.33 22.59
RSD% 0.6 1.1 24 13 15 157 1.7
As AT N.D. 0.26 0.46 0.79 0.89 0.56 29.14
RSD% 16 14 39 35 5.7 33 15
Ag WEE 0.0009 0.0008 0.005 0.007 0.079 0.006 0.007
RSD% 53 6.3 2.1 58 35 5.6 43
Ccd HEE 0.022 0.042 0.10 0.11 0.15 0.077 0.082
RSD% 55 15 12 2.7 19 36 2.0
Ba EE 5.86 8.94 15.32 44.76 167.8 136.7 12.98
RSD% 1.1 1.7 14 241 28 03 0.9
Hg AEE 0.003 0.002 0.85 0.088 0.027 0.076 5.05
RSD% 6.8 5.8 33 55 5.0 35 0.6
Tl AEE 0.008 0.027 0.025 0.020 0.033 0.036 0.014
RSD% 13 24 2.7 36 32 1.1 4.1
Pb EE 0.15 0.16 0.93 154 2.14 0.68 1.69
RSD% 0.7 1.1 26 2.1 17 15 13

RERYEE (n=8) , Bfi: pgg',

%, REBI—RIIRNERARRMALERE, LWEFR
FEtik (AFS) MEFRHEIE (AES) RAMELH,

m%, ice-mMS BELFEZEFMETZER, EARMREMUKS
TEEHRE (ANMESR, M 1 pg/mL E 1000 pg/mL) , EERE
BATENERNEERA,

20

AXHAER Agilent ICP-MS JUE TEHMFZ (TCM) EEWFHT
“HEZTE, HRYETREERHE. AHRERREHH
HAEFTE@ T EERENESTE. fl, FHARE (02
ppm) FFR (2.0 ppm) BT 2070 RFEZ A RERRE. KT
ZERANE, TRIESEEEBRHATEERRTHNESRS
ERRER.



SINBRABAEBTHRLE (ICP-MS) /., REFTELENN
TR TEXM IR, ICPMS TREREKFHIES TR,
THTEESTERAR, MABPEFRENE (GFAAS) ERK

Agilent 7700 %31 ICP-MS B LALLM EMTIZHE, M ER
MBS EEURTEEZRTHRNIHEES, MEEWHERE
R, HeEEBmNEERTHNAERETE.

7700 EEERAEM SRR LC 1 6C ZEHA S0t THRH
AEE, SRELENERTME, SIRNESES.

R Le-IcP-Ms EE MR D aer O
20000 [ ‘ | S
HUAESR, R HPLCICP-MS MBUME
- N o |
ENENESTOBESENE A6 — ‘ “
(AS“”) *l] AS(V)) ° 12%%¢W%ﬁik¥ﬁ< 7000 ||
T 5 MASHS B, ZHEESNARE 5 20 | f'-""\'.'h"'-
BREMBISE, SHHLSHRNR | oo [ —
7 0.1 pg/L HER, 1oa0h | || o e
B ‘*‘-"""""“Ww |I [ ™Y -
10 II | f I. I
REWE/AH ’ )
{&/ GC-IcP-MS ¥ EBHS _
FENENSRTNABEEE, BhaH i ] ES £
W AMBRRER 20 ng/mL (ppb) . TR 3000 ' 5= il
8500 =
7 Sn, MBT. TPT, DBT, MPhT. TBT. 8000 | S
7500
TeBT. TPeT. DPhT. TPhT. 7000
6500 =
6000 o
GC-ICP-MS MERFNR L AWK A T4 Sl =
MR EHRE (SSIDMS) , EABEE 0
EEAMERRIBE AR, HFETEIRIETE TR 3500
PRSTER L AR, o
150 5
1000
“ LU L L
Tmes o0 200300 a0 500 600 700 Bo0  as0 1000
: : EXLECEREERATNANERESR, &ipn.

www.agilent.com.cn/chem/food:cn

(& ;L




NF KL

=5, Wik, @R, KE

BMEERME, RECHINERE. TENELAREXA
TR, SRTEXLEANNBEEFERTBFNRNSFH
.

- BHARAE (NMR) « BIBTREFESHHIHI TR, &
MR IERE 2RIk E

CEMRK: REMHEABENET, FENRHEREER
i, RMHFRRAMFRRITAN

'ﬁiﬁimﬂ%ﬁh ETEREAXLIIMEH RIRBURR X H
HTESR, REMBMMNLESNLEENLETR

- BT RUER. FRANONETER, HITEES
ML BIERE

i

I=2#.

‘l
R

BHitR: TROLESTIREE

Agilent 400-MR DD2 & /\15, 2FITHIE. TTEK NMR 2HTHA
—ZiE, ERMES.

* DirectDrive BRI BIRETAIME T 5h, FHiZMH4
EH KRR, REFENRETUIHEERSEEMY
HMEEH (A0 Hadamard NMR) HIRZIBIBREFT], TEFESR
MR FE LRI, WU 5 % AR 5 4T S 4

* DirectDigital ALK T RABENUNTREL, BXZE f
AHIREGEZNABD R, SESKRERATHER, X
Wﬁﬁﬂ%ﬁ?%LTUEﬁi&FﬂﬁmﬁmﬂﬁmHH
BERMEFERPHESEANFHTTENRNIEE S

- BT ERNREELTHSYREN,. WANEE, 8ERE
HIS#T

BE4h, Agilent 400-MR DD2 ZEBA B EIET IE B IE1T
i A AR

FRPIERER

Agilent 400-MR DD2 55 /015, 2
BITIRE. TER NMR 24789



BEM TR I LE:
T SERRR G T iR B R DT RE

HTFREERMMA, &R, HaERBMIN (R) REARER
R, BETURRBAR GRS, BLMBEETHERS
WL, SHBEREMIMENL. FLETUULMEER. €
EENESHULE.

Itk HRR. AR, EWRSMEFRSSLG, 2
BENERMERT L, Agilent SIERESINGE Cary 600 R 5k
NHERENRASRRA/E. Ak, AR8%. REER
BRIE. BRBEN. BRTI/BRES. KBEH. $4£%.
BREMFAMEFITER.

060 — on ]
’ TREMREER
B
0.40 —
B T BERE
= (H20, ROH, v(C=0)
= ROOH) e MiIRRE CHy
l 2R
| '

0.20 [~
V(C-H) v(C=0) J,-." ‘ /
k¢4 | V(C-H) FFAs J | J/
i \ B L‘LJ |

SRR % A

F VAR VA"
0.00 [ : R/ R#IR/ KRR
| | | \ |

3500 3000 2500 2000 1500 1000

BE (cm”)

223
\

.a‘ ﬁ; ARZRERMZERANMMANFARER, Hihi.

www.agilent.com.cn/chem/food:cn

R R iRzh i

BEMHTHRIINMGER—H 0C/0A KA
RBBTE, XA AAC FEXMRR
FER & E#TIE X B |BRY#T
SEMER, EEFERMEXMEA
B, MR TFESMEE NI P RE
HatIEEER.



BHAKER (Blg) BREMHPRFENKLER, FARFHIFE
BAMEENS .

A%, 7 pH A 8.6 IS ESHBEE MK L-gA (5% w/v)
R REHT T SRR, ERERNHAFRERNTH
TREMBTE, BAMN dc ME 92°c HEBERMLIIK
EMERE, KEEAMREAREMIINEZANERBMGRT
BRMER,

RILTIE:
SR & B AR PR

Cary Eclipse YA HAETRB T Cary 50— T WAL AR
—mEAR, ERHBSFMNRERXTLT, Cary Eclipse RE—FRZE
AALEME R AP ARE T, TEEHRAXNMRFH—FREY
R, TEXAERR.

LIS RGMANRETHRERE, SEMEREEESHY
R, RIS, LAWK, ERBURER SKANEEIEEN 96 F0 384 FLARAY
W S FL AR RS

24

iy - o~ 'lII S
~ /—\/’f ) f—\\,’/\lﬁ"vﬂ III:L \\a_
/ — AWANN
\\-///\.JJ{/\\U/_ /_\_,;'Jlr V"& o
\ Ve "
NS L

N
Ty 167 SEES 1636 T

KE (em?)

EAD

L]

e




I i
HRUSENRERE

ZHEER Cary 250 - A MANZS - W0 - BN RI DA BEIHRET SR MAUERERLHE, ABHRFRERNRERLE

DHE,

KRR 0A/QC MTRAANE, FEFR, EREMMNANR, TREVENRRUFZHERRUSENLIN -TRRE. TFHE
MMEAT R, MIRIGEEGTIR. BIHER. AFRIMNRDIEE,

ERERENNEHITERNABRRIEN. Cary 60 £h-A1
SRRXET, REREHNAGMAGATI, AFRLTHEIER
A1, AR THREFHEETSBREENRE.

t4p, Cary Wine Analyzer ZREEZRMILIER AR A P BREBEILT

HASTENER, FERTEEREMRE, ZSUR. FER, U
REERE/ REE AT E RN,

0.50

0.40f

0.30}
L
=

0.20

0.10F

0.00 . . . .

0 500 1000 1500 2000 2500
N .
L
5

.&"ﬁ BERBERARRSHATMEANEAEE,

www.agilent.com.cn/chem/food:cn

N B BR M H AR RS R TR &
IHEREMERERNZEERMAERR
HARRENE, BRMELNNEMN FRE
EURETTRREEXNLRAMEHE
Eom, TUEYH, BTHERAGRZHD
#, AUMANIRTRERHEAHYRE
ERIREME. HUMAREEERET R
BRI IARIL TRZAM TR, X2E
AMEPRE NRERAFEETENBELTE

ab A i
=) o



R miel

FMARFB A ERES DR, HIARE

Rikfl PCR E&EANAHENRSKENEA, FHNRKI T
KF acid-PAGE (BRREERERIRRIK) Fik: AW, #&. BT
MR R METEHRERBEAEREER. /I, X
ERAETHEEKEREMNEE, X3 FIF SRR/,
Lo NEHREN B RN ARIGEEKE, ERERED

LHE 2100 YN aPCR PR EGFLUFIFS LR
B, B BTHB AR RGEBRIRAEE, Ft
FTLUER 2100 £ AT E BT EE A H,

26

iFFnaE I B R

d, EFHEROEN (81 PCR) (EARSAREREANRESR
FEEREMREESHNA, SHRES PCR (qPCR) &EMEHT LA
SHNE, BZEH PR BARENRE, GRRLEE. REE
R, EERLETHARMENTHT PR BN, EALBRT
RRTE,

SERRGEN

Mass Codes/qPCR HIARKIETHBFEGAEB A
TFAAEEFRELEMERE GIY) S5ZR
[, XEERIE £ EX L EFHE(E DNA
FRETEBNRENTLIRARERL,

HRELE

AMAHNEARS SHEMBNRF, &1E
AR TRENRMEREFIM DNA
5, fign, EANESERLHE (k8 oPCR)
2100 EMAHUHI D BRENFARDLE S




EAHNUEARAEMNETRRATHE
FFE (NEREE) MAMRHRAE
X TiERSMX ST FHRIERH;
FEAEEMINMNER, SHER,

DNA 773540 PCR-RFLP ABEMISES
HERRETEAZN. Bk TENE |

ik, #E& DNA REWISEHE DNA
1:20 WILLBIRE, BEYEZ PCR 18, B

— 100% Cod
— 100% Tuna

G H A& B AT R DNA Sh AT,

5% Cod in Tuna

Ddel iHfk. EEIENGEEY, FED
RFLP EE SRR A E LR LT,

ER KRB TRIE R R EM LR
BNEIEEXREN. 2003 £, ZEERMFE 4
BERHTT TS EER = RN .
B35, KA TH PCR BAY /N KER
TEF5IH DNA PR %, AELN
74% MIBEERPEEBT 7% MIEE
BRmM.

ETRUBENBBEE, FLTHE
BBk Rt R S MM kTS
RAMREN ML, MTERTR, ZiEE
ALMER SN NIk AR EF AR

EEEA/AEEDEE KL

RM339y =-0.0632x + 3.1246
RZ=10.804

KERERRIE

= RM201

RM201y=-0.0745x + 4.1482
¢ RM339

R%=10.9275

$

5B,
’ 0 1‘0 2‘0 3‘0 4‘0 ;0
% EDEEK
F PCR =41k b FBoE/E B 4%
LTHEL 2100 £ HT{LFN RFLP FERDERI4HY ; - -
HATMEREFS EEN EREE, X1 ___*' o __F*F__ - s s - -
BIRETH intralab FiE AR AT InE == A T = -8 =

(A) MZEE (B) MEINM,

ARZERRRRERAMEAMFAER

www.agilent.com.cn/chem/food:cn
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ESTEIRUREL

o B ERHAREERERPIER

RHE{ QUEChERS RFIEEHRHIEERS. B i

EAMEEMNZIES QUECKERS KIS, (EFTRHASE| QuEChERS

B SR & R AR B

- BRRREHE NS, AETHRENR, LIFEER
BPMANBHAFEERMNE, BRXERARESBIHY
B &S

c SERFEHERT 2 mL F 15 mL BOEHRMTIFL, HFE
A AOAC FNEN FiEtEENE N E

- MEORBITHE LR, HANTRIASERN—2Y, F4&
RS hIRE = mEKE

TR SPE mEETHM—FHsRREAEHEMRIE
B9

BT RRARENRE, RER SPE " mEBEREMAS R

ERMRmNEMERPERT I/ ST,

ENRES.

s, ERMZS 00 SRMAERMH TR/, FRRHEEY
KB AL AE

FZERARSEETRML BARE ARSI

CER. FRRTREWER S, WHERE 967N, &Rz

NEF ST ENREH

28



RHE QuECHERS BRFIESFP 11 MERRARER. RAR

QuEChERS Pk

10 EN ZEUSHIEMS 5% BRI ZBRITEN, XARERS ERURE

B SPEILFIE (25 mg C18 #1150 mg MSO,) SRFEAUF L. FRUF FREL2 g STRAFBERER: (£0059) BN 50 mL BB
HIREMFR LC/MS/MS 547,

EEMR (L00) A50ng/g, FRERMZKTE 50 2 400 ng/g SEEINES TN 100 L PRI, 50 L 0C A
i, 11 M 10 MBI IEIRE 90% B 10% 28 (O LS, WiR 0D

WKER S 65%) , MERTFRERETE 2% B 13.4% Z 18,

AN 8 mL & 30 mM BEBR S8, pH h 7.0 MEMTE, HERIRS

N 10mL & 5% FEKZE, BAiRE 0

BINZE] SampliQ EN QuEChERS ZEEUAFIR, B HIRE 1 £

1A 4000 rpm B:0r 5 2

BB mL LEZFEZE SampliQ QuEChERS 48 SPE 2 mL &

HERIRS 1 oth, AREEOHLEL 13000 pm Bl 3 44

B0 mL EREZSZ—1ME, AN2E40°Cc TRF

7£.800 L FRERHT 1 9 FRES/OKIATR (w/0.1% ) REHAR,
HeRIR AT E R

FaiZ 022 um BRERAFER B IELIRRTIE

BREREZIFHT LO/MS/MS 54T

RIFHEER T ZLEE QUECHERS R RER

ARZRERMZEHANMMANFEARR, Hihi.

www.agilent.com.cn/chem/food:cn
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20 a) Cyg Bt

0 b) MycoSep 4t

o
100 - B L= f 100 - % |
80 - i 80 - -
= @ B1 < @B1
— H B2 -~ mB2
g 60 1 BREES g‘ 601 | | oot
= 0G2 = O0G2
40 - 40 - |
20 - - 20 - |
0 0 :
EX INE pi2:3 bk EX INE biZ:3 bk
BPER BYER
A a) C18 8 b) MycoSep it EBYEFHEHEZE B, B, G, 16, HEKE,
XE, A QuEChERS kB = MmEMHEIAYMEBR, UMRFMINEMEE B,. B,. G, 6y
T FhE B R MIBR 280 <0.15 pg/kg, BEEIR <05 pg/kg,
5% B2 (%] + RSD [%], 347KFE, n=3
g L S BR/NE E e SRR B)LEH
DON 90+5.2 93+28 98+ 3.8 96 +£5.1 87+1.7 87+3.7 88+12
NIV 67 +5.9 74+25 67 £6.3 73+10 65+5.7 71+£13 66 + 10
3ADON 89+9.3 88+7.6 97 + 6.6 93+ 11 100£5.5 101 +7.1 91+94
15ADON 92 +13 87+15 89+ 11 89+ 11 96+ 95 98 +8.3 96+ 6.6
FUS 91+10 94+4.2 91+7.8 91+7.8 98+8.5 97 +6.4 6+4.3
T-2 8776 88+8.8 84+22 84+22 83+82 75+ 11 70+£7.3
HT-2 82+73 91+3.3 85+5.0 85+5.0 79+33 70+7.7 74+£0
NEO 91+2.6 78+ 11 68+ 18 68+18 80+2.0 104 £ 10 71+£6.3
DAS 82+83 89+3.6 85+5.2 85+5.2 75+3.7 82+6.8 68 +4.6
MAS 86+ 13 85+12 93+4.2 93+4.2 86+ 11 88+ 16 91+14
T-2=f& 69 +9.1 66+1.2 83+28 83+28 76 +9.3 82+3.3 n+79
T-2 Mg 69+12 75+6.8 73+10 73+10 65+ 1 67 17 70£16
ZEA 1M0+£59 1M3+5.0 108 +4.8 108 +4.8 111 +6.0 102 +2.7 116 +£6.7

3% F DONPrep® IAC, MycoSep® 227 # Bond Elut Mycotoxin® #4373 BATEERTREREREEZNEE (n=3) . ¥IEA Klotzel HR1E,

RIEBRFESENER, BEANTAREXE. KMMEMNREFERASHH.

ARETTMIRRNE, Bk, BRNE. #Z. BE. FOHTHREENZILRYERT, 853 Bond Elut Mycotoxin Frg LIRS
Blf 12 MR REREES SN ZEA R EK R E RS,

MUEN, S&ERR-FEEEHTERNGEEL, BRE (S50 EE DON, NIV, 3ADON #1 T-2 MEEMEKZR) KRHA

B 31%.
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x102
11+ MRM (192.10001 — 160.00000) low QC -1.d

0.95
0.9
0.85
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45 —
0.4+
0.35
0.3
0.25
0.2

0.15
2

0.1 3
0.05 - 1M
0

1

9 12

i

T T T T T T T T T T T T T T T T T T T T T T 1
05 1 15 2 25 3 35 4 45 5 55 6 65 7 75 8 85 9 95 10 105 1 115 12 125 13

WARZ (%) SEREERE (55h)

10 ng/g IEFHIEFIEENYHI EEE,

IiR%):

1. R

2 ZH R
3. e HF R

4L EER

5. M s mi

6. IEER

1 HER

8 BRARE

9 RERHE

10. B4R

1. WEBE

12 KEm

13. EEE IR
14 MER

15. BAE S

16. STRMIER

X2, BFRKRNEZMRER A0AC ZHEIULHIZMZIER A0AC FBERFERANRRM T L, REMERNA SRR

FRPMARRY,

ETBRERMIVERR, MTEE5. SRERANNEHETEZINEREMER Y, ERZFMERMPWER, FRETHBERL

BYMER. I, RAETERBZMFEMILEMENRLZBRENEK,

*E TIC: 060310b-9.D\DATASIM.MS

48000
46000
44000
42000
38000
36000
34000
32000 2
30000
28000 |1
26000
24000
22000
20000
18000
16000
14000
12000
10000
8000
6000
4000
2000

1718

[

BE — 400 600 800 1000 1200 1400 1600 1800 20.00

~ oo
1y
@

ﬁ%fﬂ#ﬂ&llﬁ#%

oo

9. FFFla]E

0.5

1. FFH[bRE

12 FHIRE

13. FEABL AR

14. K H(alt

15. BB [E &2

16. 25361, 2.3-c.d]EE
17. Z3%ah]&

18. K FlghilEE

ARZRERMZERANMMANFARER, Hihi.

www.agilent.com.cn/chem/food:cn
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BRSSOHEHNRETHZEARKEML
BYERNREERHITIE, RN
HIEE, QUEChERS £&& GC/MS Bk R RRH
GC/MS/MS RTEATE i bl & FF e ia B 4R

iXE, FH QuEChERS DB-5ms 20 m x 0.18 mm
(0.18 pm) GC/MS HIERBFEXAMNLFIE
HEEENH T 50 ppb EPA BIAFE



108 11 R, 12 213 3
] 1 B
15 2 B
: IR e~
PRt
5 B R
; b BB
14 7. BRESIRARE
] 8. IR RE S EW
o B R
] 1S (hF) . BRI
0.5
T IS 12 213 31
2 .
15- 9
|
14 3 I
[
I
05 1 I
A\ o
1 2 3 6

WHEREME (54h)
A) BFEEZRHF B) 100 ng/g 58 WL AFEEERHIAY LC/MS/MS EiE .

{ R Agilent QUEChERS iR FIZ L LC/MS/MS 7 iEE LR BRER L E,
ETBEERNGERR, SRBNBREAYNENEKENENEETIEZN. It
5, FHERMERFWER, ATHEGRULAYNTEE, B8, BEEREAYNTER
EERTHEAEGYRGTRPATHRSZERE (20-100ng/g)
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iR & IREN Y

12
1
10
87
6 9 12 13
2 6
4
‘] 2 3 8 14 15
_,—_M——""J y 10 1 16
27 L
0 \ \ \ \ \ \
0 2 4 6 8 10 12 14

HHE (444)
IHREHBHESHPLC-FLD EiZEES: 1.5, 2" 38K, 4%, 5.3, 6B, 7%, 8, 9 12F#E, 10E, 11. FH[eJiE, 12 EHle]E, 13
FHITHE, 14 ZFFH[ah]E, 15 FH[ghiliE, 16. BIH[123-cdlfE, BHBMEKFEN 1 R, ZEEEESMER TLITHZ/ Z5FK: 260 nm/352 nm;
T B85 260 nm/420 nm; TGS 260 nm/440 nm, ITFIE, LM TFEHEHE 230 nm,

I#RKE (ng/g) (n=6)

)

%El e %RSD
% 94.7 14 97.9 1.1 93.8 14
B 87.8 17 96.3 1.2 85.6 0.8
S8 92.1 15 93.0 18 96.7 0.8
% 98.1 15 89.9 1.0 97.2 0.9
¥ 90.6 0.9 93.8 0.8 83.1 17
B 96.7 1.0 87.6 0.8 92.1 0.6
RE 83.4 13 93.9 15 95.9 12
t 935 18 86.1 13 95.0 1.4
12538 945 13 89.6 16 94.9 1.0
[ 101.0 14 97.8 17 87.2 16
KtleltE 88.8 15 85.2 19 95.0 14
EHlelE 955 07 927 07 89.2 0.9
EFHKHE 935 0.8 94.6 0.9 98.9 0.8
ZEHLhE 88.2 0.9 97.3 1.1 97.1 0.6
EHghilte 98.4 08 955 16 982 0.7
B3E1,2.3-cd]EE 915 15 97.9 0.9 94.3 0.7

* 280 nm RIS T

BHBH AT EFHEHEREFHEIFEfE (n=6)

AGIET T XA REEE QUEChERS AOAC X FIEHT HPLC-FLD 3 & MBI E R RIS,
B EMERY (RSD) B =N ARREKERMFHERIEE, SMNREKEESHITTAR (=6) HRHISH,
MNERTUEY, X+ E0RFEEZE53 7R SR EEMM® R A RSD E.

ARZRERMZERANMMANFARER, Hihi.

www.agilent.com.cn/chem/food:cn
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E B FEFEm

kRiFEHENZ 2, LTERESRIRF, FHR5REHRK

LRZLRWNRRERH THFAENSE, LEBERNE  BUTNES

m—RH M WENTEARNAREARERTTER  (huRMitnNens, SECEER—F MRS, &6
W, ERUTRTRR, ZREAAMENERENERLDT  mogongrannenERR, SEDENERIHRE
BREFFREMA, AMXBRUSEARTSGHEERT  nanewsenu@etEIgtRnE. FRITEV0ME

XMHERRRLAEXRBRNMELLE, SRR TR,
R Ol FARERNEERMSERNTSSHERR. 4F

MR B R T EOFE - BERAREFIE - Agilent BTRFARFSRENESCLBORALE, URBXEZBE
Z0RBAX HPLC BIEHZTHXEBEAMMEI ML, HUFE 90 RMRERIL.

XN RRNAMENREE. EREMATEEAEHER,

Bisn, BARIFE Poroshell 120 BIEHBETR AT SIL 2 ek Bkt
HREREEMSME, AW, BTERTHREN 2 im 8%, €
MR THEZNRREREE.,

S

Agilent J&W GC B2 AZHFIFNE, AR MEME 2 Vespel/BRE
RN REM, TERAMEE. Agilent JAW GC &Bif i\iﬁ;gﬁi immwms*uaﬁ, BUBS LB
BRERENTRAKE, RIFHEENEEEMEREENEDR SRS

BATHRL
SETRETHBULRANTR, Th
REGHSERERENRAFAD 4R
VEE

#, HRIEH T L EMEMEEE,
BUEIMER SRR 5 i+ &

B FID 71 MSD MK BEERIE M. AEF—
B ZEURARERERRERELE

IRASBEERSE
BEREENEHSEHRERBIER AT
REFHEERE

PEEK S A §55H LC &
HREAR, ARBRIENEEREE. ™
= Eittiwe

RERINERERER

TR RGN B SR GRE,
e THRBMER, HRTEETLEN
EHIRTIE], BB RATAMETIRE IR R BE

RHER 1cP-MS BERsH

NEAMEFR ICP EEHHEE, RER
CP-MS FEPH-AH R REET T BRI
H, UBRIERERGRENUSTE

34



ZREEMBAFENHKNBARE,
RSt ELR, EilFhk
FRFEHRRENTE

- RERHBRSIEXR
AREBEIHEMREREIRE, FI BURARIE,
ZRECHTURDERERREE, RSEMESETREH
RUER R FE— NREF REVRIEILEE,

- RIERHEBERE—0 FRIE
ZRCHBERERIEHNENIIZAEEMER 10E, 5
EEEFREH—RUFHRINMGATEERURAOFRNE.

- RERHIRSRE
WMREHURERFCRFSREEZNTERS, BIURIE
BRERFEENGERIGE, BtEM—RARHFERY
EHRE, EENIRESRIET.
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CNRRTPREFACHRY. SRONAMERALENERRRE
RER-—MIPNARNIE, BERERRNRRNELEEEMHER
T AR A RERRNEY,

ZREVRATRBT —EBROURNITENG IONRYERDPRAGTANNLEY,
Ni#EBEERE R XERR, BRAEDMERSHERENERNS RRHITEREITIR
. BURERMARRNEDMEFREHAMBFT., W5, BUNBIER RGN HH AT
RRBROETEN,. £EN2E, BRELNREMNEN,




HBRASHESLTR

BHATHANER, £FFNRARTEE. HBRAEMERR
FRAANRRHTER, REZLEZF+2EH, BERZRELS
BB AR MR RE AT H R R R B HRARAER.

NTREUTAREFENRR, MAGE. KKIBFE M.
BRI RANTENARNRT ., WSEALEECREFTH
EBRMSHBERARR R,

EftREHFE

RRARARBA T B REELEMR T EMRAE~ MAVEHTL.
ERRRCORRINTE, ETNREMMERRZEHAR,
MBS RE ™ R,

EOE#—FHNHN, LAHSHFRHNE (RESLRR) BXH
HEY, BRESRENLEYRRNEYRENHTRENE
fife, AFFERLERE, EUTBLRECBENRAMRS
AEFANES.

RERAR IR

EEMEAROTEAHTSBRAIFHERRZMERR.
BANBERADTRARARREMRTRERBNARUE
M, NBEARXEEW, Wk CHENREENAMRELIR
IR,

38




TREEARHE-EMRKIREXINLBEDRENRG TERE, BREGROFND
RENTSER R mBI DT

SR AR TlEE
AFM—RICMRFERRRAOERITIR, ARERXEENERET— M RNEE, ERANERNSTRRARSTS R
BEXMLRER, WRETARMXMRR.

= T bl

________ N =0 .
L

%

LT
OO

e
J

SR 2. s ARRE TR
EREHTRNEEEA L RNEES, UL, SRENAXEELENINARAER.

il

g

il
1l

M

1 N
N

/
BTHFESXRL B

ZREARG TERBMREIRES N B LERLE,
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TREEREIBELIRFIBRAR

ZRERE-EXBOEHNGG TR, FEERT ZHRH

TR A

ARHEE

IR GC/Q-TOF REHEHHRE MSFIMS/MS pifRe s, TH
FHETRDTUEY)., BHTMERLFLENZER GC/MSD K
%, CRRESHNSEERMMNNNNERLR,

Agilent 7200 %%/ GC/Q-TOF

REEI T

LR ICP-MS AR SR ENMHRIE. ENTRERE
MRESZTENT. RETSRILNERRZMMTIIEREN.

Agilent 7700 ICP-MS

ERIER
SiteER %R LC/QTOF MS MM LRI LC/TOF FBEMT RADH
TERE, TRESREE. RS CETNBRRENNEN, X

ERITEROUERIEHZRAZEMRARNERF K.

s .— —1

Agilent 6500 %1 Q-TOF LC/MS

Bt TIERE
ZREEH-ENREIRETIANURENRHTR,
RIERRIESORS TIERERE. 8. B,

- eI

» MassHunter EE9 47

« Mass Profiler Professional (MPP) %k {4

- BUREMEE

40

Agilent Mass Profiler Professional & {4



7301 ey
$

i
, ®

r

ffi: &/ LC/MS SHTE

EENERFURRTHY . £FRENEF FRHEETRE.
BEAT 4 MARNTEWE, TiR7METEENBE NS
e E = A R I R KRB,

ETHERORNE T REAE (EC) 277 B EMNEE
BRI, T3 14 RIGHERE FiZ L S MRRE 2
WERY 10 5,

|||||||

ssssss

7k 0-14 REYEEHY EIC (LA, 1245 R E1E0/8IRA ASMS 2008 Lt

Efh: {ER ICP-MS XK R

REFERRATL— N RYFHREENERTY, BAR
2000 FRIK, ERHAAFRAFEHELA—TUEARK,

ICP-MS TJ @it FHE R IR AIM K R HE L EF RS

B. AMARLEREME LS, CAHERTBHRKE
mENIE, ©R MPP BHES T - MUIRE, TRE
T RABMOBIENNE, ZOERETHERT 75 #F
R R TRAMN.

PCA 7ME

A (EXC)

B2 (127%)

(ExRC2 A

HA 1 (87.3%)

kB ANERNRERRTRARH KK

4



5% R GC/MS HilHHH
HRY A (EVO0) B REH

NRIE. R, BRGROIIMN

X EVOO I 2# 79K,

o & % GC/MS 73 47 X 5 71
MassHunter MPP &£ ol #1172 W .
REMERNSH/AEHENL. &
TEORES, TRRBEIRCHLL
BERASHREBUAN R SR A EE NI ERRK DX,

29150 Fifk 544 GC/MS %5, B MassHunter MPP £ {1 o] R 31 4
EVOO MR AH# (ER) SiAak (46) . RERERY 5991-0106CHCN,

ABEARREK, XETFELEH
FEMERRASYE. DREEE
HoMEERVPEETTEVO0H o

BENAERORE R EREAY [

b

FXR: R LC/MS LLBARF &
BXXK

AEFHERRANABAKEFE
R FER, BETREHEEH
AP 6 DR K RIH T,
WA S e R ER EREEESFF
FITRIT & TARAEAR X Fefmhl Njavara
0 Chennellu KK, MEREFRERM
HAMAY Jyothi, @4 Matta 0
Chennellu X%,

BEATHERRB /NS FREEL
ETRMEEER. FH MassHunter

MPP #H TR ERAD D4 (PCA) BRITE 6 NRKAHMEND T
FUEGAZREZR AMRKREENNEEZR. BEETHH
FAGIUHZZERAFYHT PCA D BHRPMH AR ER B
BEMHETHN, NieRAEXBEENEFHERRAINEY

M.
+ | * L] e . 1“:1' =
]
———
...... =
- | ot s
BEMESGETHRREENANER, HPTRABEEREETORRNE
MEZFAED.

42



LC/TOF MS & FHHERREIR R i 1T

fe&

E. Michael Thurman and Imma Ferrer
Pesticide Residue Research Group
University of Almeria

04120 Almeria,

Spain

Jerry A. Zweigenbaum
Agilent Technologies, Inc.
2850 Centerville Road
Wilmington, DE 19808-1610
USA

W

B AR/ YTHEREEESFER T2 MEHRRIL
WE, BITHFHE (MF) BiE#THIBERZENSERT
it R RIREYIT 600 REREBERE=Y. HIBERTET
FtaprEliLEPRINEFHRRRENRSER, #
BRENSHEET LaYNE—RI RN ERRERHTLL
B, HEFESE: £5ppm FRREED;: £02 2HRE
HEE0; R/MEERTE 1000 (ERE4H 10:1), BHR
FO{R B0t E 2 600 Fhit&¥PEY 100 FRHE, Hob 34%
Et S WIS FR/NTF 0.01 mg/kg, 95% BIfL & HIEYHE PR
INF 05 mg/kg., SREJVMIZILRHOFIAHEM, 25
BEEZNRAET CTEIL DA R SR i ik )L S
e,

43

Rt 600 #2580 H shimiE
[P (5989-5496CHCN)

518

R 2515 Gy & A T RERUMNE T F R . BLIERK B
SEEECRPIE L. BRIL. JLEEX EERUBINEE, KL
B R 25 S ERELE 0.01 mg/kg [1], IR E PR
i (MRLS) iZ B E R AT RER A KT, HHAE
(E AT T 8%y 7 e A Al AT G IS O 3 B 4
BRI, BT AR K SRR R i S Fn i A7 b 2% SR
M, BH R RED AR 250 E x4~ B bR 5 A
LLiBH],

L& S AR 25 0 R 5 LG GC/MS 1 LC/MS
. RS, GO/MS — B TS IHE & Pk
2y, RHES AR RIS i LC/MS —H
L5 I R o & 3 N = S 1 1 1 B Sy
GC/MS J5 ¥ (T A i FE £ 5 FAa M . fe
I, X GC/MS RHR AT, AL BN
R Z e KA NIST e 25318 el A mRE, H-HLfE GC/MS
TR Sy Mt AT A 25 47

WA, A PR B DL S I S 2R B 5 V2B A
AEFHT LC/MS, #%6, BPUARATFN = & & e PUAR AT
AT AR Y REBUERAR, FARHT&
HTHIE . B, ATLAIZ R PR RIE 1 155 S i 0 2R i
AE R IARME LN CRIE T BV R, AEEfR 258 H
RITEE, JT3E, LC/TOF MS HIf# R, X FhJy ik
A R UEH REEFIRE 3R < 1 ppm K5I R 24
T S T B AR 2R .



SR ER S
R Ak RH91RE (QuUECHERS)

QuEChERS 2t £ 845, BItREHR

ORI, BEOY. k. WA, XFEEIZ

Ho T A 25 PSR L [5,6].

o FREREWBIRAIAIRES 16 ¢ BT 40 ml BIUHEC
IFRBOER, A 16 ml 285 (& 1% LER),
A 6 g Jt7k MgSO, 11 2.5 g NaAc*3H,0 (=/Kk& L
FREN), TR TR A o LA e e ok B o FH - R 2R 42 1
3%, LA 3700 rpm B0 3 404

o I5ml R T 16 ml k4, MA 250 mg PSA
W2 BfE 5510 750 mg MgSO,, {miiER & PR 20 F5,
SRIGAE 3900 rpm FELO 3 40%8P, FF 1.0 ml Eif
WHEFSE LC/MS MM, REHHZET, 5T
8/92% ¥ E/7k v 1T LC/MSD TOF F1 8-}
SHE

o JREFNHCESEBUIT B Ml JERE 50 uL 2K

o RITYLHIRE S AR FERY B B 4% ] LC/MS TOF 4347

LC/MS TOF ik

o WAHGIEIR . Agilent 1100 —JC3R, RHPRAER
LEER 1100 B ahidtbeds (ALS), dEFEARFA 50 L

o f{aiff:: ZORBAX Eclipse® XDB 4.6 x 150 mm
C-8, 5um (45 993967-906)

o URHIAH: A=0.1% BlR/KERE, B=CH, UL 10%
B PR 5 2B EIFAARE EBERL, 7E 30 20 #hN
LR MEBEIEE 100% B, #: 0.6 ml/min

o ZHE 6210 LC/MS TOF W% i i 22 i
e ESIIE&E %5, Vcap: 4000V

« Ffbd: 40 psig, TS 9 L/min, TS E
300 °C

o TEfEHLE 190 V, HifLIAHE 60 V, Oct DC1 H,
& 37.5V, OCT RF HJ% 250 V

44

W

Pe & FETER (m/2) 121.0509 F1 922.0098,
SR fE m/z 922.0098 T4 9500500,
m/z 50-1000, ZLbMiZ% ey 2 LAEH BT

HR5HE
A FHERIEELR

Z

{# FH Excel R ERAB LA Do FARITEMMAEY
AIER VS B — Rl SIRE &, PR L A 4R LC/
TOF MS A%l TOF #-{f Y csv (G250 #I5AE ,
comma separated values) #%3, HT S5 EE T
LT 55 235 - fLI 600 Fhfe 2509453, esv SCIF HHBERR
N RERFEAE KR (Formula DB Generator)
fJ Excel HL{-Zt% THOGIEE TOF & iFrh,

MRS E SERE , LC/TOF MS L3 A 8% csv
3P, ARJEHER R, SRR 2 4Rt
B KFEARERTE ppm RAYRERE (5 ppm).
REF IR PR BRI E 0 (0.2 20%h) . Fhe/ i b4,
WRRIEL A (THECh 1000 SifE%:bb 297k 10:1,
2 0.06 % FHXTEL) a5 5k

BT YRR IE S THRHETR LGS . 2R HE(E LC/ TOF
MS (L& Fl R BER R (2005 4 11 A). 4 THFIE
&I E A LC/ MS TOF Bt SC i Hr Pt AR IIAE i
T SKBRAFERI I S IR R 1. Wi A1 TE SR B 1
B oWk . ARG RN IBRIEAE csv B b AR
FIXLER 1, PHREIRR B 2Tk E & 1 2741
K, B—HEEE B HE R BN OR BN IR, R4
BRAEF R, RFRE, o PRI EE A TR
B e, X b, A b B GRB A B  RER X
)RR R AAE A SO R B, X PAL BRI Rt T LA
ERERACR &N LC/ TOF MS S U iEHEE £ 1
IR o

MIXFRT, TN TR IE [a] i 5 v A DC e O B
IFIRE B (CAnRAFAE) SKBLBRIN . A dh ol LLAEAR
e PO RIE f8 L s T PR o0 AT LIS B e B 1R T T S A
i 4 5 TR REA TR



]

M 7 JURRES BT e A PR (B8 B ), ELAE TR s ifi
FESR I E SRS D 100 AMEAITAFIFEEUY (5 1),
X LeAb A W LS TR 35 FE RN St Ab Bk SR
Bk VB R R R 25FP 2, A PR ST EiR 22/ T
3 ppm MRS HABTEFN A+1 FI A+2 [FEHE SRR
K= oA 2 b EARIKCERITT AR 250945
HBR, LG N 42 il B2 L & S IRHD 0.01 mg/kg, Al
o A ] &5 kP £ L BRIZE 0.05, 0.1 Fi1 0.5 mg/kg,
XHARECR TR 2RI RP

33 Fib & WA PR T 8/NT 0.01 ppm, 60 Fift. &
Y (60%) WIS PR T8/hT 0.05 ppm, 0.05 mg/kg
AR EH BRI £ s e 2 B sl e 4 1 A i th i
—AMESHE, &5 95 % LAYy, HAGHIRE T
/hF 0.2 mg/kg, * &S R A 0.5 mg/kg,
HEBL 6 Fb &P A REHY, ANREBIICEW AT
R (promecarb) i K (aldicarb), ‘B &M F
BIEWRERR A 2], (Ermt % B R P IR A 5 24
wER, fE MHFERMR, R, Dhimiaitr
(malathion oxon) Fl1'& % (dimethoate) & Wi fl %5 5
SURBE AL 2. LA, XL AR AT
JE ORI B i AN A MH* SEA7 4800 mT LASR 75356
I REE, B, B 14 T IR E, MH

FHAREE PR BT, F EHRELE m/z
124.9819 HIE /)N 3~4 %,

BEAP, 625176 FEHE BORAG H BRE PR ZMR . — A 1
fRAmfIfER, —Sok A BB L PHIRIATE AT,

AT B b B — 2E R G TIOREIT h 2 R B
TEFEEIER, B aaEiI, e, Fan,
HHR, AREFIRTEE, PTUATRATA R 1 ARLERE e fotk
SINTHERINZY . Bilan, B 2 45 IR 25 HI0E )
GIRE, WA G, 2 MF 808 EAZ
L HZ) 3000 LA, BA AR, XL
AUEMRELRE 10:1 B8 &, if HAF FAEAR A I rh 12 5 B
TR, CHEAAR R

I3 A 4 B 0T ) £ S B B RO AR R S,
1P AURE AR IR, B 3 At T —AH ARk
BIATENR . RS S T, (LA AR, ik
Sy FHIHERR >+ 8. UL mDa F1 ppm A8 fr K oRT
PRZE. LUsrBh oy B A 2 n it OR B IR 1] A58 25 e A 15
B (BRI UL, AR B . A4 MH B
IR E= 5 T thFon sk, X4 TR a et
SRR NS A, RHE K> RS Bk
i S FORR T A+2 FREES T,

- +TOF M5 16.043 to 15.097 min from SC & LC TOF 190% wiff Agilent, subtracted (15,454 to 15952 min) ® bl 3z, G.0ed counts,
SH
— 1249819 | "
P N
5.0e4 H3C0// \S \CH3
0OCH,
ol
£ 40e4 0
3 C5Hy3NO3PS,™
= 5H13INU3FS2
%T 30e4 170 9mgE R Exact mass: 230.0069
=
£ 204 55.0213 R —
2519887
1.0ed 4 4zgozi_  16.8540
[
o0 . I, L . ol . . . Ll |!| T i . . . . .
7080 Q0 00 410 120 130 140 150 460 470 480 190 200 210 220 230 240 250 260 270 280 290 200 310
mfz, amu
1. RERLE, ROKREN VH BFHESRERSTRE BFRERLLRBECSVRERNESENY, $01% m/2124.9819 BF

15




B TIC of +TOF MS: from Sample 1 (blanco) of 13jul calibrado matriz pimientowiff
3.2e7
2.0e7 4
2.8e7
2.Ge7
2.49e7
2.2e7 {
2.0e7 35

1.8e7 4

1.6e7

Intensity, cps

1.9e7

1.2e7

1.0e7

2.0ef

G.0ef

4.0eE
M

2.0ef -

hiax. 3.2e7 cp=.

209

oo T T
12 14

6
Time, min

13 20

2. THHERERRVTHRNERY, EERILATHET 101 T, #RPENHS 3000 MERRERELE

A+2 BFHZBAHIA

M MF S AR Fot — IR A2y, B ALE B i
BT N4 5 ppm I, Ho AV S A MR .
AR (MR T5E) UL AW A+2 [F 6L
FMETHRIIN. Bilan, BdEZEd 600 LAY 70%
AW, ®ABER, SBH A+2 BRI RE, [F
o7 25 A B o e R EL 88 B 4 A RT DAY A 2 0 Y B
UEDR . SXFE, ORISR 1 RE I 1R Aa Y m]
FEtE, HIRXIEAREW L 5 S EARERI SR, T
Bt ritie,

Fldn, FAEE R (imazalil) R HEES
(K 4), MH® {9502 297.0564, #pk[RlfizZ: #7Cl
H A 299.0533, MRS 2 252 1.997 AN R
Pro X *7Cl i FAH% T HE AR 2°CL Z [a] iy it &

46

e, WiH, A+2UMRELE AlEK) 2/3, X501
HERAMNAER A, X — R XA 301.0503
RoRy A+4 Wt —BAEsE, T2, XEeEdnx T
ey TR A M TE 1 BRI A& A T %
g ) . BRI 0.8 mDa & 2.7 ppm YR
2o IR/ ek B T A N R 24 Y
b, B R AT BN H [RI0E 2505 5 s if o 1 25
B AT HE PEAS 2R I F Bl ik

Ao FAAE A+2 i+ (W& C. H, N, 0),
X7 iR BN F AR A ATRE T BB A
A+1UEARAE, T H UL oy 1 BC 55 S AE,
EARUING R BbE, *Txeeksy (LR
FErh#) 30%) RIRMNTG S LR (RAokF, R
B I ) B8 B 1)



F1. RRPREMEHREAREHEFERREY

L&
PR

I 5
EBER
TR
nEz
4
AR
FRPRUSAE
R
bl
bS53
e

BRI AR
REE
SECE
[EZBKHEY
SRk
LM
SREER
R

lEAT 1
RER
HER
hES
ki
RN
RIS
FiiE
ZRERA
ZREED
BIRE R
BHERESS
HTi#
BT

FER

il

ZER

Rk

REBH

HmE

FRZRE

ZER

RHE

RIS

FHR

EE
A
FCEMFHR
ERREMEHIZ
HHR
—RMER
R

MR

REEIE
21.1
24.0
26.8
27.2
22.0
27.6
26.4
26.6
21.3
22.2
23.9
18.0
20.0
20.0
21.2
17.0
21.3
18.2
25.6
15.0
17.0
23.0
16.6
19.0
23.0
25.9
26.1
18.8
20.9
21.9
19.6
19.7
23.4
20.4
25.9

16.3
23.0
23.0
21.4
23.8
21.3

6.2
20.4

3.1
26.5
23.4

2.9
15.3
121
20.0
24.0
16.3
21.0

2FR
CsH1sN5Cl
C22H17N305
CaoH23NO3
C]estNaOS
CqH13NsCl
CigH17C1:N305
CigH17C1:N305
CigH1sN,03
C21H»NO,CI
Ci3H2NOsPS
C14H14N,OCl,
Ci3HisN303
Ci7H17N;03
CiiHigNsS
CgH]stS
Ci2H1sN,0
CisH13N303
CisH»NO,CI
CgH1:N,0S
Ci5H1sNs06S
Ci5H15Cl:N30,
CioH1sNs0
CioH1sNsS
CgH15N5Cl
Ci5H17C1:N30,
Ci5H17C1:N30,
C7H12NsCl
CarHgsN Oy
Ca2Hg7NOyg
CisHzsNO,
CisHzsNO,
CqH15N5Cl
CioH1gNsS
Ci5H15CIFsNs0

CioH11N4ClI
Ci14H2NO,Cl
C14sH,0NO,CI
Cy7H21NO,S,
C]aHuNaOClzBI’
C12H11N02
CgHyN;0,
C12H15N03
C7H15N30282
C12H1,Cl;0.P
CisHisNsOCl
CGHH]NG
CsH1oNsCl
CsHsNsCl
C4H;Cl,04P
Ci2H1sNO,SCI
CsH12NOsPS;
CoH1oN20Cl,

47

RS FE
215.0938
403.1168
325.1678
305.1562
240.0890
304.1010
405.0647
405.0647
286.1317
387.1237
303.1058
296.0483
261.1113
311.1270
253.1361
213.1048
206.1419
295.0957
283.1339
214.0888
410.1009
375.0308
225.1590
241.1361
229.1094
341.0698
341.0698
201.0781
731.4608
745.4765
297.2668
297.2668
229.1094
241.1361
345.0856

222.0672
269.1183
269.1183
431.0353
374.9541
201.0790
191.0695
221.1052
237.0606
357.9695
291.1138
166.0967
187.0625
173.0468
219.9459
275.0747
228.9996
232.0170

PR mg/kg
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005
0.005

0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01



F1. RRPREMEHREARBHEERREY (%)

teY
&% 31
E[3=1
At L
REE
TS
Ok 2
HER
RGBS,
REHB,
REE
e R
ERR
R
ERE
55K
TEH
BER
TEE Fh
FHIR

HRE
R B
THRE
xR
AEERR
BRI
LTS
AL
RN
FRER BN,
REH
FRE XIS
e
=iy

KB
BREE
BEN
TES
73273
SRR
FEE
IR
B IR AR
RER
ZHKER
ke
RE
FE
42 P g
FHEg

R0
21.8
15.7
15.7
19.2
22.5
16.9
21.2
235
121
18.7
11.9
19.1
28.6
24.0
25.6
29.0
3.7
17.7
45

185

6.0
20.6
20.4
25.0
115
28.6
14.0
241
174
24.8
27.3
17.0
215

114
185
23.8
15.0
25.0
29.2
18.8
27.2
14.6
25.4
25.0
27.6

24.4
28.2
23.0

3.2

SFA
CiiHisNO,S
CgH12N,0
CoH1oNs0,Cl
C13H18N202
C10H1906PSZ
C10H1906PSZ
C15H21 N04
CiiHisNO,S
CsH1oN,0,S
CgH11CIN,0
Cr1HisCIN,O,
Cy4H15N,04
C11H15BTC|03PS
C12H17N02
Cy1HiNOCI
CisHzNOS
CioH7N5S
CioHgN4SCI
CsHi1NS;

C7H14NzOzS
C7H14N2038
CiHi3NO,
CoH13N,0ClI
C1aH13N;0,SF,
CsH1sNs0
CioH1oN,0
CeH11N,0,PS;
Ci1HsNO,S
CyH;7NOS
CyoH1sNOsPS
CyHyNOCI,
Cy3HsCIsN20

C7H1:N,0,S
CgH13NzOzBI’
C13H12N300|28r
C11HsNOS
Ci4HgN20,CIF,
Ca1Hi11N,05ClIFs
CsHsN,05Cl;F
Ci6HsN,03Cl2Fg
Cr1HN20Cl,
C13H13N303C|2
Cy3H19N304
C14HsN,0,Cl5F4

CoHsCIsNO,S
CsH,CIsNOsPS
C3H300,
C5H13NOSS4

18

BRYTE

225.0823
164.0950
255.0523
234.1368
330.0361
330.0361
279.147
225.0823
162.0463
198.0560
270.0884
278.1267
371.9351
205.1341
211.0764
251.1344
201.0361
252.0236
181.0054

190.0776
206.0725
223.0845
212.0716
363.0665
197.1277
509.9784
202.0855
301.9619
257.0722
187.1031
291.0330
217.0061
313.9780

222.0674
260.0160
374.9541
217.1500
310.0321
488.0362
253.9661
459.9816
256.0170
329.0334
281.1376
379.9742

298.9341
320.8950
370.2144
310.9626

PR mg/kg
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01
0.01

0.05
0.05
0.05
0.05
0.05
0.05
0.05
0.05
0.05
0.05
0.05
0.05
0.05
0.05

0.1
0.1
0.1
0.1
0.1
0.1
0.1
0.1
0.1
0.1
0.1
0.1

05
05
05
05
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Experimentd#: 1 Compound# : 327

Mags . 345.08553

Mass Value = 345.08553

# Formula Compound Mass

Error imDa)

* Error (ppm] | Ret. Time Error | Description

1| C15H15NI0CIFS | Triflumizol | 34503557

-0.04

0.1 -0.02

3. BFHERIBES R & O

KRR i

F 25T 6 Fluk RFIH R B —Fh i BT A & 22
MF $di8 EAS 2R 600 i 2513 iRt 45 8 . kA
B AR EAEER . AL Fhh. LE RO R
Sk AMLRZEE., 4 MF S8 ER 22 N &AL 5 (i &
oy B T 617 2 2681 AR E R, FEL
JFUR R B IR e i, RF 617 Aviges SRR
R ZIRES, $RE 2681 AN, MF 88 M2 R
BOE R E N EYEE 10:1, 245 thh 20:1 BEE 10:1
i, AR BOLPRIN T —f/ . 8 10:1 2
H T HRENE A YRR R G S, BIRALES R K
JETREI A+1 1 A+2 FIfLEES.

MF %04 PEAS 22 A B B2 7 1 14 5 ppm,  LAIE B
LC/TOF MS Z&tny i = #E#i)%¥, LC/TOF MS —
< 3 ppm, Z%{F 1-2 ppm /M 0.3 mDa [3].
XULREN R, 7R 5 ppm BEE 0T REAK 255 H
1E 8-41 Zial 4Bt . ZEELHE(EIX T B b A —brifE il
A& MH* B THdE ZEEAE 5 ppm LA, LA— /M5 1- 1681,
BIRRES A 2402 4N, {H R 41 Mg 2 5 ppm 7
R Nk (G 2),

X 41 AN rh U =4 - Aul i IE R R 02 =115 S
AR (T AE A2 R BN AY) i

49

HENFIA, AR REAE A Zh B, 1w H.
EHHE TN, 3 BITRIAR R 2585 RAEAS TR
BB AR SRS IUE], B
B—F, GHCNE SR A =R, SNFSER A TR,
IR FFNG R R WAL A R e, e —
Pl fa R Al Hf it SRR AN 2,
B L TV T i ke T s e DL R o e o SR TR R 4
FEF AL R R BL T il bk K e, LARH
AR RIMZE R, HEEEREF,

W B TARRVER AN BEACBR AN AN 5 9k FE R 1L
A, B RN A b A RE R
AREIERASEE . SOt RENS AL B T A I3 i 26
L&Y EAT IERIRY S E o

Fr A BEUESEHE AR, HORE IS4 HE ) 0.3 mDa
&% 1.2 ppm, FE#EMRZES %124 0.25 mDa 3% 1.0 ppm
(R 2), (R WA VCEHY I RXHE A 0.07 43,
PrifEfm 224 0.09 43 8h, XAE, ABHREEEIE N
T T3 J BT P ot S R R 2 B ] o 1 8 /1~ 2 s o ff
ZEIEWI RGN A RS iR 22 IE R, LAFRE] 99%
a9,



Cl

207 0564
B 0e
5 5e5 ] +1.997 N
5.0e5 H,C
4 5es ] A+2 ® cl
N/\NH
209.0533
4 0es 1%Cl \ /
£ 355
2 3061
% +1.997
Z gges]
2 0e5
13%(C|
155
A+4
sl 298.0536
3000555 301.0503
5 0e4”) [L /\
2965 2870 2975 2980 2985 2350 2985 3000 3005 3010 3015 3020
iz armu
4. 3UREYR m/z A 297 MEFH R EENSWNEN
L)L EYH R BT MF $iEERRNRESHE

{E 100 PPy AsMIRIHE S, A 33 FFF A& 2L MY
fifi e bR 0.01 mg/kg, HEIEFERZR KA —LE
WBL . FERMAS IR P R A, fH,
AARE K ISR L & aE T AR, X T RERE S
Mgkl . AR, HR K274 0.0005 mg/kg, T
AR T2 IL &S24 R 0.01 mg/kg, IEMIRE S
Bemk ok, BAEA WA ER T RRHERE A+2 [F
fiEES, LEiREL 0.3 mDa % 1 ppm, %
AL S BEE RIS, BT S ESIRA
A ANk B KRR (0.0005 mg/kg) , As Al RExf
SRS AT RN . SR, (R R BE L A R
0.01 mg/kg FEFTHES THL R R, KL 10 FiA
[ B L B e b B AT T 0%, EL4E & i RN
ok, sy, BT EmigsnimEmsss, 1F
MF i A0 Z v 3 K ILAR 25 R PRS2 2 . 28
JUE AR A TR I AR &, PRA LR ZEARAAYAS:
HHBR

B A 2R ME— il no TR b A LT
TS 257k B i A U R AT PR . XA
[l ] DA IS R (R B 1) siBeli
Ina B IR SRR, ATHEEREE BT, 44
5 Al {5

LC/TOF MS [P fff Jot s 5l e 5 50 FEAS R &5 &
B R — AR R A I AR T & ok bRk 25 %
EWIBEA D], /£ LC/TOF MS AT E k4
I B e Sl 247 AT ERAR, i 1
SRR R R, RHEMHE A A
ARG R AR S RS A, WDV E S,
AN LU B - 9 BRI AT RE R (L #s Z TR R i 2.
1] 2 3 B AN TR

ilan, 4y FARPRI A 5 45 - RRAE K AU A
R 25 - RRY OR B I R] (£ 0.005 5y BhNITRE) f
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H
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2681

i 1678

2402

617

1619

1209

1150

TEHIRE
JREHIE  <5ppm

12

4

17

14

"

LC/TOF MS
WABRE
nEw
MBI
SR

I
FRT
BT
(RRFESER)

mEW

2

R

TR

(TR IERER)

ZER
REMER

T AR I
DHmBRA
SRR 2
SRR
e

e
ZER
B R
T REmRRS

b

T
ik iRE

Hl mdh XS HE R R, Bk, ATREMHE
JRA T 5 B - R B o BRI A G IR R B -, il
W, Bk, TEEINA LC/MS $ds A A (e — A
R I et B et SR P o B o e A i PR O o gt
XFPTG A MH" 220 8 10 4 R AR TR
AT B h ARG

SE

1. PAN Europe position on the European
Commission Proposal for a Regulation of the
European Parliament and of the Council on
maximum residue levels of pesticides in
products of plant and animal origin COM(2003)
117 final, 2003/0052 (COD).

51

RE RE REHERE RAMERE RAMER
mDa ppm (min.) il iE
0 0
-1 -39 -0.08
0.22 0.7 -0.12
0.05 0.1
-0.74 -1.8
0.06 0.2 0.09 0 0
1
0.3 1 0.07 0
0.1 0.3 0.12
1 33 0.1
0
1
0.2 1 0.01 0 0
0.04 0.1 0.05
0.22 0.7 -0.03
0.25 0.8 0.08
-0.1 0.3 0.05
0 0
-0.21 -1.1 0.05
0.51 2 0.03
0.31 1 0.04
0 0
0.30 1.20
0.25 1.00

. Phillip L. Wylie, Michael J. Szelewski,

Chin-Kai Meng, and Christopher P. Sandy,
Comprehensive Pesticide Screening by GC/MSD
using Deconvolution Reporting Software,
Agilent Technologies, publication 5989-1157EN.

. Imma Ferrer, E. M. Thurman, 2005, Measuring

the mass of an electron by LC/TOF MS: A study
of twin ions, Analytical Chemistry, 77,
3394-3400.

. E. Michael Thurman, Imma Ferrer, 2005,

Identification of unknown pesticides in food
using both LC/MSD TOF and ion trap MS",
Agilent Technologies, publication 5989-1924EN.



5. M. Anastassiades, S. J. Lehotay, D. Stajnbaher,

and F. J. Schenck, Fast and Easy Multiresidue
Method Employing Acetonitrile Extraction/
Partitioning and “Dispersive Solid-Phase
Extraction” for the Determination of Pesticide
Residues in Produce, (2003) Journal of AOAC
International, 86:412-431.

. S.J. Lehotay, K. Marntovska, A.R. Lightfield,
Use of Buffering and Other Means to Improve
Results of Problematic Pesticides in a Fast and
Easy Method for Residue Analysis of Fruits and
Vegetables, (2005) Journal of AOAC
International, 88:615-629.

. Imma Ferrer, Juan F. Garcia-Reyes, M. Mezcua,
E. M. Thurman, A. R. Fernandez-Alba, 2005,
Multiresidue pesticide analysis in fruits and
vegetables by liquid chromatography time-of-
flight mass spectrometry, J. Chromatography
A, 1082, 81-90.
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ABHLHIUFRRS

B %S LC/MS Q-TOF FA$ES Mass Profiler
Professional ZR {4 32 21 iF 2 BY A T AR BY

RmER o

—

'
\ |

u||l|IIIIII||IIIlIIIIlI|I||||n

M FIEHIR. SR TERME,

- FARER ToF 5 Q-TOF LC/MS %%t % Mass Profiler Professional
Lo8% .. BREFRDTRENGEY, TREMEH#TEENTATLERMER

TEL-HELURBANPELEABRONN, B Lgpn

FeMdm. MEHTOENENENEZEE, 48
MEARAESR, AFEZMOK. BENLEYW, UK
AERRRENEEHELEY. —MEENZMEER
EMRAEENME, ANEERNLETREHFERSY
AHAEEENEFRLEY. STAHEREHHEH Pinot
Noir. Merlot #1 Cabernet Sauvignon=M4LEH#{THEH
REMSSBENN. EARERK Mass Profiler
Professional H#, FitiHMT—E& 26000 ZHUE
HANBR TR, BLEERPRERLSYTL

BETAE, ETLRAER, WURIET RSN _FANIWHEE, BFXRNLERT
N%E., ABMARMEFETORTHELSNRITERE, WA LETHE,

{F Agilent 6530 Accurate-Mass Q-TOF LC/MS, AT EE @M RIEFHITMS/MS
o, BEtFNERREMNENERTEE, Fi8, ELTHREETEEHNRMLEY,
R-TEHEFEENIE, BEEXENFARLEN, BAUAREEELEW MS/MS 4
EHTERN K, AMRBRTRER LC/MS Q-TOF 54 MS HIELEEL1ZITH Mass
Profiler Professional & t4itIIsEIEE S RIBES .,

ATIERHRSZN L. Vaclavik, 0. Lacina, J. Hajslova, J.
Zweigenbaum, Analytica Chimica Acta 2011, 685, 45
(http://www.sciencedirect.com/science/article/B6TF4-
51GHWXP-1/2/e70f1f1928475f12c9341d8b67e05310).

The Mealsure| of Confidence

53

* Agilent 6500 3] Q-TOF LC/MS 12t T4

AIBEREFRU AN BRETENR
HE. REREMOHER

« Mass Profiler Professional 124 7 EiE5t

SEHREUE IR S TR T EE

« Mass Profiler Professional A& inl4

iR TR AR

- 2EMNTERERSS| SERA RBIX

HEJ\AOGIT 247, REFNMEMBXMKE
MARLER

« B QTOF MS/MS 3tiRE N SUIHITEE




FZH8 LC/MS Q-TOF #1 Mass Profiler Professional 312 B2 R #4701 E B F 42 5L

x107
2841 1
2.6
2.4
2.2

2]
1.8
1.6
1.4
1.2

14

0.8
0.6
0.4
0.2
1 2 3 4 56 7 8 9 1011 1213 14 15 16 17 18 19 20 21 22 23
T vs. RERTE (min)
LBHREARRH S B FRERELT THENE S

PC 2 (22.00%)

PC 3 (11.70%)

ITEERHEEA R, RIEZLEFELEYATLIXS Pinot Noir. Merlot #l Cabernet Sauvignon

FTRES, BH0.

www.agilent.com/chem/cn

B R

info_agilent@agilent.com

ERERAERRHERHL:

www.agilent.com/chem/contactus:cn
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fe&

Imma Ferrer and E. Michael Thurman
Pesticide Residue Research Group
University of Almeria

Almeria, Spain

Yanyan Fang, Paul Zavitsanos, and Jerry A. Zweigenbaum
Agilent Technologies, Inc.
USA

W

A3 {ER Agilent G6410AA =EBEXIURATFLIE(L (QQQ) #
fTTIESE 100 HRGERKAKERRPREFENITHE
FHR. HEERIHERN—RBERER, SHBELE
PEAN-HET., SENRBEFREREZRSREENTR
REMBRAKERE (MRLs) WEX. BEHENATFAR
EMBRIAKRNAF, BIEHE. BLHINER, UEEH
BRI, ERRPERTFTHIRWER). ZMER
EEMMER (r> 0.99), XHRBRTH 000 EATFHE
RIKRPREZSUEBYHNEETESTHEBENE.

55

BRd 100 HRBUSHKE S
Rz FR (5989-5469CHCN)

518

PLAESR, i i oK B B PR = (MRLs) YRILE ik
R . A TR R R, BRI 2R S (EU)
g IS BRI R 2GRN THIRR. 3T H
TEAE T BLLE AR NG, SoRILA & A K4
Y MRL 24 10 pg/kg, A HHERILE YR
FRiKF] 10 pg/kg HIHAL MRLs, fiKAY MRLs it T
SR T3 I K DA R B A s M R 2
MIXFE S EYE, B =5 R PR AT A R
BRI (LC-MS-MS) R M £ B Wil (MRM) # 2
28 58 A H AR e T {Z AR T8 dd v A 25 9 W
FEs, SCRCATERIRE, H—J7H, &Ebrae
DEIBREE A, €A 7R BT (TOF-MS) 2k i
Tk . SR, fd FH = 5 SR B PUARAT VR A8 M A
75 37 1 BB A R PRASFD MS/MS Thiig, x ek
IAFILEA B — A AR T B TR e E 5
S = P LRI X S A R LA
il /D RE B P2 RS 2 & kR, 4n TOF-MS iy sEi R
NG, Bk, ST HARZ4H0, =5 RPEYR
FREEAR AN — PP RIS UEA REFH TSI H AR ATEA
HTF 5o Hr A EL 2 R 4 S ok



ASCHFIEE IRFBEE T HTRI AR 1E =3 R IDETT AR AT i
SURTRB TG R PR 50 b . BRI ST PR 2
X et A 5 H A b AR R L EAT RS
QQQ AR R B IR 7 5y Ih R AG I Wy A 25 5 i
HERLEEK

TRNE
HEHE

K25 At H Ehrenstorfer {1 (fEH,
Ausburg), &R 2% &K (£ 1000 pg/ml), R
PR A P AT AR B 45 1R P4l s e WY B i il
£ -18° C Tfiffr, B Eikfitaci, it HOREFk
BRI bR TR

B N Y I T 3R, BT BRI R R
R4y A il 2 4 Jo I B it i B 5 2 e . 7
CREMIZEH, CF H QUEChERS J5 i HL T %
FA—FRoKF (FH PHLRIAAREARS ) PIFRAS [ 26 R
HEBURIRE (1], [0 B FE B oI AR IR &
L)l A R B AR (FEREh 2 ] 100 pg/kg)
HAk kAT LC/MS/MS 4y #7,

SRS
LC/MS/MS %Hak A

Har, S&58l TH Mt A% Et: MRM transition
RIS, AT S RO R o e (it
L) 10 FhAFMIE S ), FESIREEZ) A 10 pg/mL, 2k
hEERER (5, 10, 15, 20 f125 V), %% [ hkf
REAYRZNN . P AE TG 1R b REZE HY F- 220 s F etk
RAEE B AR B R 10 % BHALAIGE =
JEtERE R, XM ERLEY, MR
B ERRFEE 3T, RS RRTER L

56

LC/MS/MS {28121k
LC &
=k Agilent ZORBAX Eclipse® XDB C-8,

4.6 mm x 150 mm, 5 pm,
(242 993967-906).

R 25°C

B A=0.1% FEKRR
B=ZM

TR 0.6 mL/min

e : Fi 8] %B
0 min 10% B
5 min 10% B
30 min 100% B

HHETR 1-5 L

MS &

B ESI EEF#X, XRH Agilent G6410AA
= ERBRMARFFRIEN

BREEN: 40 psig

FRSRE: 9L/min

ERERE: 4000V

TESEE: 350 °C

Q1 . Unit

Q2 HBE. Unit

HiitE R : 70V

TilifEREE - 525V

MRM: FMLEYIH transition REMF 1 IR

B ERRTIE] . 15 msec

J5 A HE MRM transition, ¥ B A 15 msec,
FEAE— IR CIEHRVE 53 B AS [R] I [R] B gk A Tid o5
(AN A BER 2R AR ) o B 1 BT HF T
AP dE ek 100 pg I (i E, HR4E R K>
% Bt F A= 109 MRM transition,
BT E AR (IR B - €4 Tk el 8 i AE [ o



F 1. SHENWE TR TR (LOD)

{R B0 ] BRFESFEF FEY g E LoD
LahEHn (min) [M+H]* (m/2) (pg)
Befig)E% 1
IR 0D 2.7 167 125 20 10
RiE 2.7 312 232 10 90
RIEFF 3 150 105 15 10
RHIF 45 182 137 10 8
KB, 6.4 207 89 5 9
EZER 6.6 192 160 15 5
BER 7.9 202 175 25 10
% KB, 108 223 148 5 50
e B 11 271 225 10 7
REMYFhE 112 198 156 15 3
REH, 115 163 88 5 4
SREMSHE 11.9 174 132 15 18
R e A 12,5 262 234 15 8
KL 139 203 175 15 8
E[=1 145 165 72 15 2
£ Z B4 E 148 188 146 15 4
i 148 256 209 10 7
3] 15.4 230 199 5 7
e L R 155 223 126 15 6
IER 15.7 226 184 20 4
SEZELEY 16 214 158 15 0.8
FER R 16.4 258 122 5 6
RIS 16.9 4n 182 15 6
T Hh i 17 253 126 15 3
mEm 17.2 297 159 15 7
FZAM 172 296 264 20 2
HRHE 175 213 89 10 10
REEE 17.8 312 284 20 15
EER 179 279 219 10 10
|E 179 255 209 10 120
P 18 202 132 15 5
KERE 18 199 72 10 2
FEE 18.4 235 153 10 20
HEE 185 241 214 10 70
B, 185 166 109 5 2
IRIRE AR 18.6 298 144 15 10
BER 18.7 221 109 15 10
R 189 215 187 15 5
FER 19.4 213 72 15 3
IEE 19.5 242 200 20 2
BTE 195 242 186 15 1
REAE 19.6 222 165 10 2
B 19.7 224 167 5 2
Bhigkx 2
SXEEA 20 732 142 5 12
A& 20.1 202 145 5 2
SEZEE1051 20.3 254 198 15 0.1
HEiE 20.3 216 174 15 0.3
HER 20.4 280 248 10 5
e 20.4 287 123 15 5
RBAE 20.4 207 72 15 1
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F 1. BHENME SR HFEHR (LOD) (BL)

{R B0 ] BRFESFEF FEYF
LahEHn (min) [M+H]* (m/2)
R 205 432 290
B 205 233 72
EREED 20.7 746 558
CHRER 20.7 226 107
ERE R 21.3 388 301
55K 21.6 212 170
BRF R 2 21.7 388 301
ARR 21.9 376 308
g 22.2 218 162
IR 225 292 70
KRB, 22.6 226 169
BT 22.7 230 174
HRE MR 22.8 376 159
R 23 304 217
RIMEE 23 303 145
T 23.2 404 372
T s 23.2 318 160
SR 23.2 300 264
Z g 23.3 276 244
HRE 23.3 208 151
REM R 2 23.7 376 159
REH 23.7 188 126
W BB 24.1 311 158
SERK 24.6 330 245
AN R 24.7 342 159
DHfE 24.8 331 127
AN R 2 24.9 342 159
SHRER 24.9 284 252
TER 24.9 346 278
AR 25 270 238
ZER: 25.1 270 224
LT 25.2 364 194
B FR IR A 1 25.3 406 251
B FR IR a2 25.4 406 251
H5HE 25.5 359 155
AER 25.8 326 294
FAETH 26.2 292 236
8 26.4 315 162
FIIR 26.5 461 158
W R 26.7 306 201
37 26.8 305 169
Rz 26.9 381 158
REHTE 27.1 322 212
AR 27.6 373 303
EL S 279 511 158
TEH 28 252 91
FHUR 285 489 158
TS 28.7 218 57
ZHEER 29.2 282 212
ZHRER 29.7 336 236
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LFiE R

LMt T b AR IR TR AR, IR
FEVEREAH R Ttk 2100 pg, 54N, 535 (atrazine)
bRt Zeon T 2, IWEIRATLUE M, St
FARTERVIR TG, #HOCHRECH 0.998, H e pkill gk
SRR T AL AR R

x105 |1 + MRM (282.0 > 212.0) mix100_100 pg_5May.d
1.6
15
14
1.3
12

1.1

0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1

i A”m

IL A T T T

A Mm

A0 EH B3 3t 00 9 A 7 TR b Ay 3 AIARMETR IR K
flith, SRIEESRMAN T 1, HAUE R B ME =8
2 (triazines) K255k (F_ LA 100 fg £ 2 pg), 1fi
A (fluoroxypyr) 1% & # 2 D (spinosad D) /Y
R E (KT 100 pg).

12 2

T T T T T
4 5 6 7 8 9 10 11 12 13 14 15 16 1

: : AV

T T T T
718 19 20 21 22 23 24 25 26 27 28 29 30 31 32 33

Abundance vs. acquisition time (min)

E1. 100 MREREYHTFETFEEE GRE. #H 100 pg)

500000
v = 3828.6x— 17903

400000 + R? =0.9988
300000
o
< 200000

100000

0 T T T T T 1
0 20 40 60 80 100 120

Amount injected (pg)

2. FEEOREHS, RATIANTTIRAKRENSHIE



ARERRA SE Tl

R TS IEAS P E SRS M iE& HYE, o8 7= 1. Imma Ferrer and E. Michael Thurman,

= ; “Determination of Fungicides in Fruits and
Al % ﬁ 9 E & X ~ éI H b \< H‘7 *
AL WFEHL PHELRRIHIAS, PR AT Vegetables by Time-of-Flight and Ion Trap

(10 F1 100 pg/kg) T AYH: R L ECHRAE S o {5 T HUE R LC/MS” (2005) Agilent Technologies,
AR AR ZE 10 ug/kg (BDUERE 10 pg) FribfT publication 5989-2209EN

sy T 3. TEAMRSE (dimethoate) FIFfER — WWW-agilent.com/chem.
(azoxystrobin) X P/ i1t MS/MS #HL 78 1

T B /R WABFE, K48 MRM transition L]

DU 5 o A e W e ez i 6 Ay, e

i T L A 4 S S T B PR TR

2, BB LOD RENS IR LTI A I3 4k

TFHIHEIS MRLs (195K,

+TIC MRM (** = **) mix100_10pg_green pepper.d

x10¢! 12 2

0.67 |
0.21 " L.. e L . 4l "

+ MRM (230.0 > 199.0) mix100_10pg_green pepper.d

x103|1
37
(a)

o4l R U0 PRV WAV R TOVRTIDN 1T TPERIN ¥ 1T IWITY Ao

+ MRM (404.0 > 372.0) mix100_10pg_green pepper.d 12 2

T (b)

0- A L i L I Lo n ahidba, 1
T

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T .\.
12 3 45 6 7 8 91011 1213 1415 16 17 18 19 20 21 22 23 24 25 26 27 28 29 30 31 32 33 34 35 36 37
Abundance vs. acquisition time (min)

3. MARZEGREH 10 pg/kg HFWERHRZE MRM £iEE. FEFEEBDHH (a) KR (b) TRER
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H LC/MS/MS JER &SP 4 FRENEE

[ ] ; [ ]
o. [ ] .o
0%
o... ...o
008,
.® o ° AR
[ ]
{£&

Masahiko Takino

Agilent Technologies, Inc.
Hachioji, Tokyo

Japan

Toshitsugu Tanaka

Kobe Institute of Health
Department of Food Chemistry
Chuo-ku, Kobe

Japan

=

AR Agilent G6410AA B = ER B MRFRIEL (000) 32
AT HEHRYIRE 44 BREZDENNESE, HEHRE
ER. EENE. RYSRLARTENEESTRME, B
1T LC/MS/MS 747, Fi SR ER4E H PREETF 10 ng/mL,
MREFMRE, 000 REHRBEEBRESWEEER
@ IEEATHEK.

518

REFEA GBS B Bz, EEATMA T, B
AP RN A 05 (s AT R AT AR . e B 1 o P
WA 25 B T Ak A=t 25, BIt, REHRK
FRE R (MRLs) 5 RahiI 22t G & R ERIR R,

61

A (5989-5459CHCN)

VLARSR ST HY MRLs AHOGHM Hila ™4, HAE 2006
EHE THEESZEHE (Positive list system), *f £
i 500 A FPA 2519 MRLs 18 THLE . X — il B4
MAFEARY, ARG HME T AFER MRLs,
WA, ARYE R A AR 2R AU AR, MRLs £ 0.01
F| 3 ug/g A% . MRLs MR &5 1 R &% 4
THE TR, RSN & R R B AR
2ok, 124, WA £ RN (MRM) QQQ 1
R (T / HR I TS 2R 58 (LC/MS/MS) A& £ 5 Hh il
PhAe 2578 T4y e RO T B, MRM fRE SR £
sk AR R AT RS MRS I . A SCHE BT FAE
ST A T PR T 44 Fhfe 2y (W& 1 Fnsk
2), HRBERENS R T Mk 35 & 5112 il B (A B2

XHBS
fegits

Ol (LC/MS Z4li) I H Wako Pure Chemical Ind.
(HA), W2, PR, Edke, PR, Sk
WRERBNID Ao #rali, W) H Wako Pure Chemical Ind.
(H4A), SPE 5y Spelco Japan (HA), &14#y
Frif W B Hayashi Pure Chemical (HAS),



&
30

B FIK R SR ok A AR . F &S THLE
10-500 g ANEFIREMEINE, PRI 52 TR ARSI KK .
FREE 20 g AUFESH 2)3RIEI A 200 mL /) PTFE .0
&, A 50 mL ZJETE Polytoron {EEA # Hik ).
WO E 2 iE, WOEE. B LA 20 mL
CHEPRER . EE EAERIEE A8, BIA 100 mL
wEMH, IMACKEZ . B 20 mL f2 A EA
PTFE BL.OE 1, JIA 10 g NaCl Fi1 20 mL iR ELZ%
ik (pH 7.0), ¥&¥E 5 o %h. BTEHRCEER, i
A B s JCKBRERR N . KERTCKR G, e
AR ALAE 40 ° C TR CHEREEUZET . 5%i#ELL 2 mL
O — W2 (3:D) i H#,

4t

- — BRI FFERIZ 10 mL O — B (3:1)
SEME D GCB/& N4 SPE A (500 ng/500 mg) |,
Ll 20 mL I CHE — 2 (3:1) ohie, Wt , LA
ek AR RALE TR, BRiELL 4 mL P EEEAR.

ETH KRR ERERI SR, B, EC kK
10 mL {& ki (ke SPE £ (500 mg) k. LA
10 mL BRI fI- = Cl-1E % (20:0.5:80) B, FF%
Pl . FLA 20 mL ER-FEE (1:1) ofdk, Yok
Wi, TeF7ARIGE TR, 5%ELL 4 mL HEEAE .

WERRECH

BC 1 pg/ml A& A 25 bnik an B TR BZIR TR, LA S
BLAHBAS 0.001-1 pg/mL AIFRER AR,

2RI AR A2, WEDh 10 ng/g,

62

LC/MS/MS {¥2§

LC/MS/MS Z4if4% Agilent 1100 RFIAIE 2K
BL, —JcF, AshiEREes, AIRFF Agilent G6410
B = T AR IEPUARAT B, R EST IR, ARy
H A 37— ek R A sk R g e v Ak 255% &
BT TS A T 3R RAFRY % o B Fn R,
TR SRR SR B AE R A S (il A, (b
EERN . AR FK-CIE-HER-H R A, A1
FERH 1.8 um B ARIEEHY C18 .

LC &%

e Agilent 1100 HPLC

. ZORBAX Extend C18, 100 mm x 2.1 mm,
1.8 ym (#B445 728700-902)

iR 40°C

mahA A=0.1% BEs +5 mM BEEKAR
B=2ZF

TERIRRE - #£4 10% B, at 30 min 80% B

TR 0.2 mL/min

HHE. 5L

MS ZHiRE

IVER Agilent 6410 Q0Q (ZEBBEMURTEL)

BFR: ESI EEFHR

FRERE: 10 L/min

EE: 50 psig

FRIEE: 350 °C

Veap: 4000V

BTFAREE: m/z 100-550

HiitE R : 100 V 78

MRM BF: RE1FK?2

REREE : nF 1R 2

LC/MS/MS J5i%&

LL MRM #5 4% i ] #2 /5 2F £7 7€ & 4 #r . MRM

transition 5 W3 1 fngk 2,



R1. E—HPEREE MBM Transition SLIESE]

{R B0 E BEF FEF flifEgeE

FS RE (min) S¥E (m/2) (m/2) (V)

1 R R 5.018 201 202 175 20

2 M5 6.16 291 292 21 5

3 AT 7.83 249 250 169 10

4 SEH 8.19 221 222 104 10

5 iz 8.39 255 256 209 20

6 — Fng R 8.8 209 210 171 20

7 SUHEBR 11.02 267 268 175 10

8 58 F R 11.03 252 253 126 20

9 FREI TR 12.87 324 325 183 10

10 BHERE 13.21 254 255 124 20

1 BEkEZ 13.7 254 255 132 20

12 ETHE 17.77 317 318 136 20

13 B 17.9 318 132 77 15

14 T 185 293 294 70 15

15 FMER 187 359 360 251 15

16 INERE R 18.7 318 319 139 20

17 + = w 19.21 297 298 130 15

18 F& Bk 20.06 312 313 149 20

19 IR A LR 20.57 394 175 141 20

20 FEH 20.63 301 302 88 15

21 EWBE 21.27 291 292 17 10

22 FRBEE 2155 491 492 331 20

23 SRR 21.7 324 325 108 10

24 TR 22.5 367 368 199 10

25 T et 235 438 439 173 15

26 it ZE 24 430 431 105 20

27 TaEER 24.3 412 413 241 20

28 ikl 24.37 527 528 150 15

29 SHBER 24.78 372 373 299 5

30 Cloguincet-mexyl 248 335 336 238 15

31 KER 25.7 365 383 195 15

32 ABRER 26.3 478 479 344 15

33 = RREH 26.7 329 330 284 10

R 2. E-HPEREE MBRM Transition SLIES#]

{R BB BEY FEF S

Fs NH (min) S¥E (m/2) (m/2) (V)
1 WIS A 9.96 325 326 129 20
2 RAE 11.95 220 221 102 10
3 REE 12.25 3N 312 267 20
4 0 12.89 387 388 167 10
5 WEREER 13.75 359 360 129 20
6 FESUM IR 14.63 247 248 129 10
7 SEREERR 16.41 429 430 398 10
8 WEHEER 16.83 405 406 161 20
9 AR 18.27 438 456 344 10
10 e 19.29 492 493 264 15
1 SMERR 19.67 361 362 316 15



ZR 518
MRM transition SR

XFE 1 pg/mL B4 2 TR & PR TR IR fic o ik
11 RN A B A A I, IR & AR
2510 MRM transition Z2%g, R S8+
Bl (TIC) LI 1 FniEl 2, fEa 4 I sl v
% T azinphos-methyl, W25 s R fisk iz 5k ) A6 g
B [M+NHL] 290, Ha e 2 iy ki B 140 2
[M+H]", iz sehbig 5y 1-1E A BEEs 134T MRM 15
A, M % #HRE (multiple acquisition) Fif
B fE P, ATLAR B AR R G AR F 3T
MS/MS Elik, MK 1k 2 fpalLEH, 41
33 Fhfe 25058 ARy 11 Fefe 254y BILA 10 AF0 7 A
i) Bt A MRM A5

Bl 3 s /)y MRL ¥ 7K >F (10 ng/mL) HY4 Z5brifE
AR TIC T Fl, B i A AR 2588 iR 1 Rk
s (S/N), LA MRM #3040 #r 1 ng/mL &4 25
iR (S5 3), #B{EMELEL S/N=3 e &K%
s HFR (LOD). [Flf, 4347 0.001-1 ng/mL Y&
ZIbRIETRIR, e mhRIE AL, PROTH &M, K3
KR or, FrA RIS RE 2 #R T 0.998,

AT FEEHE U T B, AR SCERBURE S . SRR
VRGO AEETT . W& 3B+ o BmA
10 ng/mL YR Z5brife S G370 M. Bl 4 FiE 5 &
SR IR MRM B3, HAph 42 BRI o B 45 58 L
6, T 5k 2RI AT ETELL S, ATLAE
B U o0 XA 25 A IS A T4, X & W], MRM
BB TR s e Bt

X107 29,30
(A)
1.2+
: 10 12 18
] 78 19,20
0.8 24 31
a ! 4 9 15,16
| 27,28 33
* 13 21 26
04| 2 1 2 | o5
] 3 t » 17 23 2
1 L A s L
T T T T T T o T T T T T T T T T T T T T T T 1
1 3 5 7 9 1 13 15 17 19 21 23 25 27 29 31
Abundance versus acquisition time (min)
X108 6
65 (B)
= 29)30
I 910 12 " é]
4'55 7.8 19, 20
= 14 18 P
= 13
257 2| s 1 - 33
3 1 3 5.1 - J
- l l 3 fé7,2 b
7 W b ¥
05 T T T T T L O T T T I — \l \‘A\ T T T
1 3 5 7 9 1 13 15 17 19 21 23 25 27 29 31

Abundance versus acquisition time (min)

1. 3B HRGHEAEFR (1 pg/mL) HLFFHR (A) FFEF R (B) B9 TIC EE
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10

x107 | (A)
4.0
8 6
3.0
207 ! ! 5
07 2
8
7 7
1.0 4 9 11
T\ — 1 1

1 2 3 4 5 6 7 8 g 10 11 12 13 14 15 16 17 18 19 20 21 22 23
Abundance versus acquisition time (min)
3
x108
B
3.0+ (B)
4158
2.0+ 1
B 10
1.0 4 2
;8
B 1
L] b
T T T T T T T T T T T T T T T T B T T T T
1 2 3 4 5 6 7 8 9 10 1 12 13 14 15 16 17 18 19 20 21 22 23

Abundance versus acquisition time (min)

2. M HREGEEFR (1 pg/mL) HEFHER (A) FFEFHHBRK (B) 89 TIC EE

WAL, ASCHEEE T AU & 25 TG 5 FE RS2 . 38
Tk e P R SRR S T B B, A5 Ak 2 ARk
SREEAE 91 % — 116 % JuBENAZ8) (W3R 4). WLA,
HE TR A 251 e 58 B AT ARSI, A0S F-4idlSE, I
K. Bk, TEHEBERRAIMr G TR, A8
FUAZE A, # 4 850H TSR b &R 2550 i
WEE M, RSD 2 1.7-5.9 %,
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m 12
5000; (A) 9 29,30
4000 18
m 19,20,21
3000
2000
— ‘I 6
B 4
m 2 10
1000 — 3 {5
n L-_ 11
T 1 T 1 1 I T T T 1 T 1 1 T
1 3 5 7 9 n 13 15 17
Abundance versus acquisition time (min)
] 6
16000 - (B)
_ 5 10
12000 4
1
8000+
8
23 7
4000+
B A 9 11
T T T T T T T T LJ\ T T T \ﬁ T Ln\_\ T T T T T T T T
1 3 5 7 9 n 13 15 17 19 21 23 25 27 29

Abundance versus acquisition time (min)

3. 10 ng/mL B9 33 HRGHFAEER (A) 0 1 HRGEEER (B) MRM X9 TIC EE

3. 4 HRGRER R SIS HR

FE =G P R (ng/mL) B8  RH P MR (ng/mL)
-4

1 EHER 0.9999 <0.1 18 & B 0.9993 0.55
2 62 s 0.9992 <0.1 19 IR A LR 0.9992 0.49
3 AT 0.9999 <0.1 20 *EH 0.9988 <0.1
4 S 0.9993 <0.1 21 37303 0.9993 <0.1
5 ik Sk 0.9995 <0.1 22 ARBEE 0.9994 <0.1
6 2127 0.9989 <0.1 23 EMTEE R 0.9987 0.43
7 SUEFR 0.9993 <0.1 24 Ryl 0.9991 <0.1
8 TR F 0.9991 <0.1 25 idEEs 0.9990 0.51
9 FEI ER 0.9988 <0.1 26 M EE AR 0.9982 0.49
10 W E 0.9993 0.34 27 REE 0.9993 0.43
1 A A 0.9995 0.53 28 B 0.9993 0.61
12 rHE 0.9993 <0.1 29 S HRBE R 0.9991 1.04
13 BT 0.9997 <0.1 30 Quinclorac-methyl 0.9988 0.63
14 EE a1 0.9992 <0.1 31 3531 0.9987 <0.1
15 SR 0.9991 <0.1 32 AERER 0.9987 1.10
16 IEREER 0.9988 <0.1 33 = REXEH 0.9992 0.52
17 = 0.9991 1.21

-t |

1 WA RS 0.9996 <0.1 7 SRR 0.9987 <0.1
2 B 0.9994 <0.1 8 WS E R 0.9989 <0.1
3 KEE 0.9992 <0.1 9 AERER 0.9989 0.32
4 R 0.9989 <0.1 10 AEBRER 0.9992 <0.1
5 WEREER 0.9969 <0.1 1 FMERRR 0.9995 0.19
6 FHE S R 0.9977 <0.1
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25000

15000 m/z=202>>>175 - m/z=132>>>77

55

m/z=292>>>211 m/z=294>>>70

[}
[}
S o
NN R
N
o1 ©
=} o
1=} 1=
T
—_
E=N

30

200

m/z=250>>>169 m/z = 360>>>251

=3
[ENNENERRNEE

w

— [N

N =

=] =

=) =)
NN

_

[$]

0 11 12 13 14 15 16 17 18 19 20
700 4 250+ 1
g RN 1505 m/z=3195>>139
- 50
] 247}
300 ¢ 117
19 m/z=256>>>209 12 m/z=298>>>130
100 s
7 [ | A A
800 8 2500] 18
4005 m/z=210>>>171 150[]5 m/z=313>>>149
T T T T T T T T T I I I T I I T T T I T T -
3 4 5 6 7 8 9 10 1 12 13
37 900 19
25007 .
1500E m/z = 268>>>175 50[]: m/z=175>>>141
3 7
4000 8 900 20
T m/z =253>>>126 600
20007 1 m/z=302>>>88

3000 1100

N
—_

50

=

1000 m/z=292>>>171

m/z =325>>>183

300- 10 N 500 22
200 300
100] Ly m/z = 255>>>124 T m/z=492>>>331
400% 1 3007 23
200 2007
] L‘/ m/z2=256>>>132 = m/z=325>>>108
E 12 2200 24
3000-]

1000

m/z=318>>>136 m/z = 368>>199

B O B N R E S B I B N
0 11 12 13 14 15 16 17 18 19 20 15 16 17 18 19 20 21 22 23 24

Retention time (min) Retention time (min)

4. 33 FRE (MN4F 10 ng/mL) ZEHHSIREMERE MRM ExXE) TIC £
67
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4005 25 1000; 31
W0 mz=439>>>173 400 p/z=383>>>195
200; 26 120; 32 >
80 m/z=431>>>105 603 m/z = 479>>>344
180 27 300 33
100 .
. m/z=413>>>241 10071 m/z =330>>>284
“1‘5‘H‘1‘6‘H‘1‘7‘H‘1‘8”"1‘9“HZ‘UH“2‘1””2‘2””2‘3”"2‘4” TTTT T T I I T T T T T T T T T T T T T T T T T T T I T T T T T T I T T T T71]
~ Retention time (min)
728
800
00z =373>>>299
429
45—
251
4 m/z =528>>>150
3500 30
1500 m/z=336>>>238

TTTT T T T T T T T T I T T T T T T T T T T T T T T T T T T T T 17T
2 24 25 26 28
Retention time (min)

4. 33 F#RE (In#R 10 ng/mL) EHEREERE MRM B8 TIC {EE

6000 | 1 6000 /
7 4000
2000 | _ i
m/z = 326>>>129 i m/z=430>>>398
7500 2 8000
2500 - 4000
B m/z=221>>>102 i m/z = 406>>>161
13 800 9
7500 | i
7 400
2500 m/z=312>>>267 B m/z = 456>>>344
20000-| 10
20000 - 4 i
10000 10000
| m/z =388>>>167 | m/z =493>>>264
i n
7500 - D 2000
7 1000
2500 m/z = 360>>>129 7 m/z =362>>>316
- I I I I I I I
16 16 17 18 19 20
Retention time (min)
10000
5000 |
| m/z =248>>>129

T 1 T T T T T T T T T T T 1
12 3 4 5 6 7 8 9 10 11 12 13 14 15

Retention time (min)

5. 11 #RE (Hnkx 10 ng/mL) EHEREYERL MRM £ 1) TIC £
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5000 (A)

3000

1000

5000

3000

1000

7.8

5000

3000

10004

L

18 19,20, 21

(D)
15000

10000

5000

T
3 5 7 9 n 13 1

T T
5 17 19

Retention time (min)

6

15000 | (E)

10000

5000

L
T T T T T

15000

10000

5000

L
T T T T T 1 17

I

B 6. FHILIER.

11T
3 5 7 9 1 13
Retention time (min)

29,30

DHREMSOEIERYAERE 33 #7k% (A, B, C) #1551 7R (D, E, F) MRM #x8Y TIC L E
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F 4. RRRBYPERGHEIRE

F5 RE HHIEE (%)

-4 g HBILR 5 ORE

1 B R 105 (3.2) 101 116 107
2 3201 103 (2.1) 98 104 105
3 ART 106 (2.9) 101 109 112
4 S8 105 (3.3) 106 101 109
5 M FR i 102 (1.7) 97 102 104
6 — g 103 (4.6) 107 103 108
7 AUEFR 106 (3.7) 102 104 106
8 T2 e 104 (3.1) 104 106 108
9 FE MR 93 (4.6) 90 94 84
10,11 BERR(EZ) 116 (4.1) 109 102 112
12 FyH 96 (5.3) 99 100 104
13 AT 90 (2.1) 103 104 110
14 Bl 104 (4.4) 102 106 110
15 FMWE 102 (2.7) 104 108 103
16 INERE RS 97 (4.1) 103 104 93
17 + =g 92 (3.1) 99 104 97
18 R B R 96 (2.8) 102 103 101
19 E7N:=ird 97 (3.4) 96 100 111
20 EEH 99 (2.1) 105 102 101
21 EWE 91 (4.3) 97 98 103
22 E AT 102 (2.6) 114 104 114
23 SRR 93 (3.5) 92 87 95
24 R 102 (2.7) 105 103 107
25 M s 103 (4.7) 101 103 97
26 M B 108 (5.2) 111 98 108
27 TEER 108 (3.4) 110 105 101
29 BT 109 (2.6) 105 100 111
28 SHBER 105 (4.2) 107 106 104
30 Cuinclorac-methyl 105 (4.1) 104 104 105
31 TREEEL 102 (1.8) 104 105 101
32 ABMAER 100 (3.7) 109 105 112
33 = REREH 101 (3.3) 111 102 117
-t |

1 WIS E R 97 (2.6) 110 156 104
2 ERE 104 (4.8) 101 102 113
3 REE 105 (3.1) 100 100 101
4 RN 106 (2.9) 112 116 113
5 WA 99 (3.1) 106 103 109
6 FAE SR 101 (4.4) 103 100 108
7 SERREERR 94 (3.9) 104 97 142
8 W SRR 95 (3.3) 102 96 107
9 AERER 99 (5.9) 101 95 109
10 FREREIE 97 (4.1) 111 104 108
11 FMARR 108 (4.8) 114 110 124

*(): RSD,% E—X%M 5 XAEELRMITEE
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KRBT oA AR B R R Sl o o R

TR T EA RIS 2 4075, TR

masahiko_takino@agilent.com,

n



A LC/MS/MS NERRPHEHTE

fe&

Masahiko Takino
Agilent Technologies
9-1 Takakura-Cho
Hachiouji-Shi, Tokyo
Japan

Toshitsugu Tanaka

Kobe Institute of Health
Department of Food Chemistry
4-6 Minatojima-nakamachi
Chuo-ku, Kobe

Japan

W

{EARER G6410AA LC/MS ZERBNRFRENUFELT
—MRBESMAEFMEEN SRS E, BTFAXRYPHEMT
B% G, G, B, F1B, ZEENNE. ZHEERT EHELH
mFLE, REHETLC/MS/MS £, AXRRPHIERMH
BRISMFRIIET 1 ng/mL.

518

#HihEE (AFs) BT EEIREAAH ™, &%k
AR RN E Y. XREREEFELEH
Aspergillus flavus 1 A. parasiticus 7= 48P E
WORARI Y, N SEMIERTREE0E (1) RAER

72

R F (5989-7615CHCN)

PR UEdE, 5 0 A 20 2R N 35 [ PR B R 40 8 K o i
TR ANFITEECEY . Bk, AT 8
AR SR 0E NSO, - B e A A & B KR,
A BB AT RERRIE o %6 5 p o i R R
o2 3 1o 7 B B (TLC) FIiAE 3% (LC),
PAGSIEAS I (FD) &5 A4 a7 A (L Fna Je AT A fh i A7
H. HITXBEFGER BRI R B, LC/FDEA
BT, b, BOHHEARE R SR &5
Mo mfRE TR RFM A, 40 LC 5H1E (MS) A&
PRIDCHHA . UG i 55 1 0 2R 8 5 T AH
TEIEI Sy B RE DHREE A, MR TR TEH 4 AR
IR R AT PR E o A dee e e, —
LG i) iR A [R] 2 U A B 7592 T2 il 8 3o A i e
tA k% [2-4].

i)
HETE

FRMES (fbAd. Bk, PAIEERLAM) Sk E 24
HIFEA S M &M EE. 2 Tanaka [5] {RIEME
HUGTER 5 3k T T dh A R AR BCRIIE e P IR .
B UL, BURESRANRY 20 g, B 200 mLv HEEME A,
*F Rk, M-k (9:1, v/v) 40 mL. #R
2 30 o 8he, BUZIRAIAIRLL 1,650 g B0 5 4780,



i, M GF/B IS HHEF4EiE# (Whatman
Internation Ltd, Maidstone, #<[E ) Ji€i. HER
5 mL, F MultiSep 228 5 -REMHMITFH MG L, LA
1 mL/min WIfEEE G, WEESMIRY 2 mL BERLIK .
PR B 40 C LIRS A T . Bk,
AE&A 10 mM BRI P EE-K (4:6 v/v) 1 mL

IR
wERRHE

MBS Gy (AFG,). EESR G, (AFG,). &
th#: 3% B, (AFB,) f#ihE 3E B, (AFB,) FhrifE
Wi, o B CHETA MRS 1 mg/mL WO, &
WAL T 4C fRTFA . SF R IR bR & Rl & ik % —
o, DA shARFRBEFF il B Le/MS 4B L AE
FRUETRIE . FEFP s th BRI BRAIRER 1 ng/mL.

ft¥&m

PRifEP T AFG,. AFG,. AFB, fil AFB, X H Sigma
Aldrich Japan (30, HA), XEEACEPRIAE K
T 99%. EifREx. WA, HPLC & CHSF1 HPLC &
fiZ3k H Wako Chemical (Osaka, Japan). 7KASCEs
FNELL Milli-Q %%t (Millipore, Tokyo, Japan) 4l
fEimif}. MultiSep 228 5 REH:WYH Showa Denko

(Kanagawa, J. apan) o

LC/MS {28

A A E Y LC/MS/MS Z5i404% Agilent 1200 %
FIEZBAHL. ook, 20 A shidtrees . AR .
WA % 8 TR (ESD) [ Agilent G6410 = Hi ik

F1. BHEBHTRN MRM BEERSSH

PURRAT R . 7 EEWF T E DR A T 3R IIE £
rh Bt 2 P B R R A R B ik
ASRIFRRFIFN AT T O, DARIS R (1
SrEEMREE, KOk, HEE. EERED—R
A IR RS 1.8-um PLEEMY C18 HEA BRI
R,

LCRH

DES Agilent 1200 HPLC

ikt ZORBAX Extend C18, 100 mm x 2.1 mm,
1.8 pm (EB4S 728700-902)

g 40°C

. A =10 mM BEBS$RIKAT
B=HE
40% A/60% B

IR 0.2 mL/min

HHEE. 5L

MS&

EN Agilent 6410 LC/MS == BEEMURAT

BETIE: EBFER ESI

FESRIRE: 10 L/min

RERE: 50 psig

FREEBE: 350 °C

Viap: 4000 V

FHSEE m/z 100 - 550

EFSHERE: TEHI00V

MRM BF: e

HifEREE BE1

LC/MS/MSKi%

£ MRM Rt T E &8 . MRM IS5 0E 1.

{R B0t E) A3E BEY
No SEEF (min) (m/z)
1 HEHEZ G, 5.21 330 331
2 EHEZ G 6.61 328 329
3 HHEZ B, 8.44 314 315
4 HHEZ B, 10.89 312 313
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FEF HiiERER
(m/2) (V)
245 30
243 30
259 30
241 30



ZR 518
MRM Kt {t

L A2 MS A e B e - s - A
24 1 pg/mL W8 th 8 BhrdEi A f T b, 5
BT xR th B B tEMRM IMIE . X SEhR iR
AR AE A i B RN - B - RS B B LR 1
e 2, PR, i ERN R BN
AT [M+H] A HEIg B 1, R BX s 11E

x10°
331(M+H)*

1 (A)

Abundance

7 353

329(M-+H)*

| (B)

Abundance

- 351
243 3N
I lh

..h}..iwd” Tl”uWLL Tl.uw."L‘m 3
220 260 300 340
m/z

0.2

- o -
100 140 180

MRM AR, &40 A P B Rk fi e & A
[Flo h THEREMERR, FESHEMN 5V LR
40 v, [AIkEH 5V, 20l 2 Fros, WELHE 30 v i,
R ERNTE TR D RAE, SFRERK
W18 15 Bk m/z 245 (AFG,), 243 (AFG,),
259 (AFB,) #1241 (AFB,). f£ iR&ERMER L,
MffERE R 1% 4 30 V,

% 1 BoREERE i ER MRM BRIZEL

x105
24 315(M+H)*
~1(C)
2.0
8 1.6
5 12
< i
0.8
0.4+ 287 317
x108 313(M+H)*
1.8
1 (D)
1.4
< 1.0
2 -
0.6
7 285
024 241 335
, ‘....._.‘.........‘..........‘ S u J\ .l.‘..x ‘L ...I.‘ _l .‘.11‘ ' - l.‘ o
100 140 180 220 260 300 340
m/z

1. B MS £REEA FOFREH 1 pg/mL WEHSZEHRERNFEILE, AFG,: (A); AFGy: (B); AFB,: (C); AFB;: (D)
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| 189 6 259
(A) 245 55 (C)
44 5]
_ 4.5
g 39 217 s Y
E 141 a5y 10 .
z, 285 Z ¥
2.5+
| 21 203
1 331(M+H)* 157 315(M+H)*
LA LE L LT bk A
] 0.5+
:7I|I . ||. h“l JI ' N | J | | | U,JLI || I || || |lh|.i|| |”.. .| I | 1 N |
x103 200 x103 241
" ®© ] (D)128
_ 87
128 243 |
[} 5 ) 7
: 215 2 4 185 55
E S 5
< 3 m Ea-.
| 269
| 3 157.1
. “i 283 329(M+H)* 2] u‘ n ‘ 313(M+H)*
1] *
J.u.l‘ |..|‘. .‘..JI ‘.h. l‘.. ‘JL [ .|l‘ h ‘| L. I .‘..Wl ‘illl‘ ||||‘ |||‘I bh L ?.I R
120 160 200 240 280 320 120 160 200 240 280 320
m/z m/z

B2 FEFABEXTOMRER 1 pg/mL EHSEMFRILE, AFG,: (A); AFGy: (B); AFB,: (C); AFB,: (D)

& Ff 0.1 ng/mL #FH i FHHEN MRM ik E4an& 3 Bt
R XEEETEER R T A i BRI EA N AE
WELt (S/N). &Pk dh BBV MIBRILZ MRM (i
FIfEMEELY 3 T, andk 2 s, MPROT RS IE ih
Mg, XA 0.1 ng/mL F 100 ng/mL A&k &
% i 25 FARMEIR RS T T oo b . anlEl 4 fn3k 2 B
N, AR ERWEMEARELE, MR ()
BKT 0.999,
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] = 1 3. EMEEB,
1 1. ZEHEZG, 5000 -
5000 ]
4000 4000:
8 g
[ = - [=4
g 3000 S 3000
=] | =] -
o _ o
< ] < i
2000 7 2000
1000 7 1 1000 - h
] 6000 -|
- =5
8000 - = 1 4. EHMEEB,
1 2. EHEZG, 7
o 6000 ® N
2 4 S 4000 -
© [}
=] — = -
c c
=] - =] —
=) =
< 4000 < 4
4 2000
2000 8
1 2 3 4 5 6 7 8 9 10 N 1T 2 3 4 5 6 7 8 9 10 N
Retention time (min) Retention time (min)
3. % 0.1 ng/mL EHEZRE MRM EX T MRV &iEE
_ 80000 -
40000 - 1. ZEHEEG, - 3. #HEEB,
[+
2
g £
© c
2 2
E <
<<
80000 | 2. EHEXG, 70000 4. EHEESB,
g 600007 g 50000 -
S c
E i i )
f=
2 40000 2 30000 -
20000 10000 |

T
50
Conc. (ng/mL)

B 4. MFFHEZEM 0.1 ng/mL F 100 ng/mL B E RS

76

T
50
Conc. (ng/mL)



* 2. MHEHEROEUILMR

No EES HXZH (A HBUR (ng/mL)
1 EHEZ G, 0.9999 0.025
2 EHEZ G, 0.9992 0.020
3 EHEZ B, 0.9999 0.025
4 EHEZ B, 0.9993 0.020

I AER RN RAR I A 0.2 ng/mL HYE H 5
FARUES, AR B T T B g, I
FARIEEUI SR MRM G & 5> Blan & 5 FiE 6 Bt
TR. SR FRbRIE IR AT, AR LA
FEIE B R e ATk, xR TR, MRM
B HA R e

| #HB%G,

Abundance
[=z]
o
o
o
L

HHEZG,

12000

Abundance

8000

4000

DUV |

:A_mun.nnl.n_l_un.ﬂl_d.ﬂ_l_nJ_Ln.A.n_lA_n.Lu_IJ.Ln_l_n_h_l_

T
1 2 3 4 5 6 7 8 9 10 N
Retention time (min)

5. EAXEBRMHEN 0.2 ng/mL EHEZEL MRM &iE

77

Abundance

Abundance

10000 E
8000
6000
4000

2000

Y

EMEZB,

12000 4
1000[]:
8000 -
6000 -
4000

2000 -

HHMEBEEB,

Retention time (min)



] = ]
1 #EHMEZG, 10000 ] EHEEB,
10000 .
2 8000 3 8000 1
= - c
© © -
=] _ -
= c 7
2 6000 2 6000 -
< i = J
4000 - 4000 1
2000 1 ‘H 2000 J
7 A A A A ﬂ. A A A A 7 A Al L.._',ln M
16000 - 7
| ==
1 EHEXRG 12000 1 HHERB,
7 10000
» 12000 °
o - (5] 7
o c
s e S 8000
o [=
2 ] .
< 8000 < 6000 4
i 4000
4000 - i
1 2000 J
B AA_AannArn s A = Anaa/e anh A et A P |
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
1 2 3 4 5 6 7 8 9 10 11 1 2 3 4 5 6 7 8 9 10 N

Retention time (min)

6. ZEKREPPEN 0.2 ng/mL EHEZL MRM £iLE

SOk, SRR IR R EE, B5E T
P it A T P A% o A SR 5 R R AR b . SR ANk
Fir, &R AR I 52 0 88%-96%., [RIBL, &
JRAR, (Angs—Hndfl) FIREAN T, JfEATRECES
FrAr 525 TR TC BE I BRAE i

#3. HRREYPEHEHBRNBIEE

No SESE HRE (%)

A% EX
1 EHEZ G, 88 91
2 BEHEZ G 92 94
3 HHEZB, 93 96
4 HEHEZ B, 97 95
&ib

ASCH A I E F LC/MS/MS MI7E £ il th 5 F 1)
J5 38 A T I A 20 R KA Uy ob g 1Y Foh ot 25
&, REEw, EEMR, 250 ST
AW & AR, REBUE A, Hik, L%
5L AR VT B I BRIE S, X (AR AN TR R IR AL L R 5
M5 i it —3K

78

Retention time (min)

SE

1. K. K. Sinha and D. Bhatnagar, 1998,
“Mycotoxins in Agriculture and Food Safety,”
1998 (New York: Marcel Dekker)

W. J. Hurst, R. A. Martin, and C. H. Vestal, 1991,
“The Use of HPLC/Thermospray MS for the
Confirmation of Aflatoxons in Peanuts,” J. Liq.
Chromatogr., 14, 2541-2540.

A. Cappiello, G. Famiglini, and B. Tirillini, 1995,
“Determination of Aflatoxins in Peanut Meal by
LC/MS with a Particle Beam Interface,”
Chromatographia, 40, 411-416.

M. Vahl and K. Jorgensen, 1998, “Determination
of Aflatoxins in Food Using LC/MS/MS,”
Z Lebensm Unters Forsch A., 206, 243-245.

T. Tanaka, A. Yoneda, Y. Sugiura, S. Inoue,
M. Takino, A. Tanaka, A. Shinoda, H. Suzuki,
H. Akiyama, and M. Toyoda, 2002, “An
Application of Liquid Chromatography and
Mass Spectrometry for Determination of
Aflatoxins,” Mycotoxins, 52, 107-113.



HIEE S EE LC/MS/MS EENEZR Y

[ ]
[
[ ]
° [ °
[ [
0%
c 0 @ . . ® o o
00
[ ® [
W ® ®. BRESH
[
[ ]
&
Sheher Mohsin
Agilent Technologies, Inc.
Schaumburg, Il

USA

Michael Zumwalt

Agilent Technologies, Inc.
9780 S. Meridian Blvd.
Englewood, CO 80112-5910
USA

Indarpal Singh
ConAgra Foods, Inc.
Omaha, NE 68102
USA

wE

X Agilent 6410 ZE BB IR KL (000) FHEER
Rehey LRk S B kgL RILEY. ARESERESR SB-
Aq Bifi Lt (FI2 1.8 pm) RTERBERNR. RELEY
7 7.5 8 PEBIHKE, 7 0.5-500 ppb SEEP, BRULIZESSD
HitevBRAL BT =M NERNRIFLEM, FEF0.5 ppb
KELEBERBHETRENY, FARKTEMR.
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KBt B iRgLEER
Rz FR (5989-7084CHCN)

)
=

El

AKIE PG A SRR S , £ DO AR IR BRZE .
FEGR B FA I X5, an-Ea T IRAES I Bk
TP AR BANORE . ARif, X B AR
WA, EREREH RSN RES. W
B, FAEREA LT IR BRI A48 A AR
PRAE, TEMADARIE SO R BR R, R R R
W HT T34

A AE A Agilent 1200 Z 51 AH G (LC) RZGEH
ME-2-FOR R 6 A T Pl 3 0 B 40 8. 1% LC
RGBS T BB AR R, 880 T i ) V6 R i
Bi% LC R4t G1948B Mt % B 1K 5 Agilent
6410 — 5 HERPOFRAT BTE (L (QQQ) FHiER:., HArfk
A PR A B R B 7K -H BE A5 B /2 ZORBAX AQ
1.8 pm A iEFE ESEo B,

W AR Pk 2 A 03 ) LC/MS J5 i A fE i sh A
IR T RRVE A B 1350, Hoo prist il K
ik 30 srh, FATIF A PRI, REH LC/MS/MS J5
2Tk e A F0E , 1ZERHER 1.8 um
G AEIEY . 600 bar LC/MS & T4 i ik



FE s AT A R IR R 10 or B, BRI Lt
Wi oz = A BoR e, BRILS RSN B A #elidy B
0.5 pg/uL HYERFR, ML BZHY 5 4T B A RATFHY R
B, HRAFRIZPE IR AF i R IRAE =/ B e 2 N . *F
TR B Z S A (L e il Tl 0.5~

G

H,N

HN 0 HyN
K‘/CHZS Nt
{
CH,
T HO N
0
\P\
/ 0 0
HO
OH
nikes %
H,.N
HyC N\ NH, g cl 058 i 03
@;r
Ne_ - NE_/
CH,4
43
CgH{7NOg

OH
HO NH CHy
0 0 HsC

1. AXEHHTH B & R4

Ce3HggCoN¢,044P

500 pg/uL Z[a] (HLREELAT 0.5~ 250 pg/uL ZAl)
AR IE th £ fn et 14 ,

B A R R T 1,

0
A on [ERE
» C,H,NO,
N
0
N S, B
» C,H,N,0

0
07 oH
J{ 0 o
O:§_<N HO/?—
N/ N OH
BHEE
C17H20N405
HyC CH,
HE
heo N C,H CIN,0S
|/ OH
HO



TRBH
HEHE

EA A T & P iR AR P EZA R ConAgra &
SO EHRAE, S 20 mM FFEREFN 0.1% BRI
10% FPEE/K IR BE R A0 iR JEE : 500, 250, 100, 50,
5 F11 0.5 pg/mL, X SEF BRI FH T oA Sk i i 2 sl

2>

iE o
PR M —Bhdi T 5107 B il & U I B R4k A2 SR AU AF:
atn s &AM

L (EFfE R R s 2 R S 2 5

2. FREC 1 W AJRAE AL EL A 50 mL FEab A

F1. ZRESN (MRM) EX S5

3. A 25 mL 0.1 M HCI, f£100 °C JkixH a0
S3%m, DAE Rt 2
4. BHEFER,

5.
6.

B TKEBRAEE 1L
H1 0.45 pm BEFEGHET S R IELIE.

FLOZARHY, PR BERIHAS RS G MR (S 2 ) R8T
BRI, DA {8 B, —Fhai 9 i A B Ak d
FISEE UL TP B . B 1 Sa R A A S F B 1
REFRUIAG RIRAFAE R 2 A M AL BT B ok,
FEZRE 10 mL, AP 1/100 HFARPFERT 9
Hr R InbE S . (ERRIRE T, Al BRI ekt
JRUR 53 o HELE AR A R AT PR AR T L. BRIk, RTEACR
FHBE— AR I TR YT X S i v B U8R,

XE ey MRM#Z

1 WiltE 265.2>122.0
2B 220.2 > 90.0
g4 170.1 > 152.1
ERE 124.1 > 80.0
BRBLE 123.1>80.0

2 HEEB, 678.6 > 146.7
8 4422 >295.1
BHEE 377.2>243.1

LC/MSH ik

LC %

Agilent 1100 25| =R, RSN, SILRHHENEERE
Bk

HIREE iliiERER
(v) (v)
85 10
110 13
100 10
100 27
100 25
130 35
120 10
110 25

Agilent ZORBAX RRHT SB - Aq, 3.0 mm X 100 mm, 1.8 ym (342 828975 - 314)

Hig: 35°C
EE A =20 mM BEREH 0.1% BEKAR
B =20 mM HE$%70 0.1% BB REEAR
TR 0.5 mL/min
HHEE: 10 pL
WE. RFiE (43) %B
0.0 10
8.0 55 {Z1ERFiE: 10 min
8.1 10
BRIk 75:25 BEE/7k (MO 20 #)
MS&#
MS&
RIEEK fEH Agilent G1948B BFiE, ESI EEFH#ER
BIEEs: 30 psig
FRERE: 10 L/min
FRSEE: 350 °C
Vewp: 1850 V
SWE (FWHM): Q1 = &9, 02 = ko
HErE (MFEMRM). 200 7

81



fe:E BI12 BB IR (m/z 678.6) K221
'43?%&%121{:%%%%‘52 (063H8800N14014P> H‘%
B —F, MERIEEAREE, Ei Lt
KA T 2.

HR5HR

PR AL SRR E i 2o T/ 2A~2H, HA L
AP EZAE 500 ppb K% A £ B R ATk,
ARSLREARIINR,

Calibration Curve

[4=] I—i” Type: Linear » Origin: Include * ‘Weight: 1)x -

YA T e

Thiamine - B Levels, & Levels Used, 17 Paints, 17 Paints Used, 0 QCs
B w107 ] =F7B41.8175 "« « GEIB3623

£ R™2 = 0.93150629
2 344
]
o 324
2

i T E
261 0.5-500 ppb
241 (5—5000 pg # 1)

2A. HREFEI=AMHERMERXR

82

: Calibration Curve x
224 RZ > 0_99 i [4a] (=] Type: Linear > Origin: Include v ‘Weight: 1jx -
2] R 2
1.84 Thiamine - € Levels, & Levels Used, 17 Paints, 17 Paints Lsed, 0 OCs
& w105 | v=67641.8175 "« + 6638 3823
164 £ 364 R"2=0.99150629
E 344
1.4 324
1.2 2 Sy
] L TRES#H
2.6+
0.8 =
0.6 224
0.4+ 2|
02 1.84
y 1.64
0+ / == 14
1.24
0 25 50 75 100 125 150 175 200 225 250 275 300 325 350 375 400 il
0.8
0.6 S
h -,
044 - § ’AEEJ&**
024
o

0 02040508 1 121415158 2 22242625 3 32343638 4 42444648 5 52
Eoncentalon /i |




Calibration Curve

[4m] l—ﬁ” Type: Linear » origin: Include * Weight: 1fx

A T e

el

antothenic acid - B Levels, B Levels Used, 17 Paints, 17 Paints Used, 0 OCs

w108 | p=18309227 "« - 33,3217
1 R"2 = 0.99094564
1.054

1
0.954
0.9
0.85
0.8
.75
0.7
(.54
0.6
0.55
0.5
0.454
0.4
0.354
0.3
0.254
0.2
0.154
0.1
0.05

Fesponzes

ZER
0.5 — 500 ppb

(5—5000 pg # )
R? > 0.99

oLe]

! Calibration Curve x
i (4] (]| Type: Linear

P e -

Pantotheric acid - 6 Levels, 6 Levels Used, 17 Points, 17 Points Used, 0 OCs

4 w1029 ¥=18308227 % - 3833217
£ g5 |R"2=093094564

o
75
7
5.5
&
5.5
54
454
4+
35

* Origin: Include * weight: 1% v

Respan:

TRESHHF

=

25 B0 75 100125 150 175 200 225 250 275 300 325 350 375 400 425 44

2.54

2B. ZEEI=MHERMEMXR

- GREF#HH

1) 05 1 15 2 25 3 35 4 45 5 55
Coneentration (ng/mil)

2C. WBEFEI =M HERMEMRE

83

Calibration Curve x
[4a] [=] | Type: Linear » Origin: Include * Weight: 1)x -
H R 0
pyridaxive - B Levels, B Level: Used. 17 Pointz, 16 Pairts Uzed, 0 QCs
w1077 »=179219.8718 " & - 12754.8902
§ - R7™2=099412988
2424
T 44 L
3.8
35 Njeiz g
344
1 0.5-250ppb
3 -
284 (5 2500 pg EJ_‘) : Calibration Curve x
264 RZ > 0.99 i (@] (=] | Typs: Linear = Grign: Tgnore = weight: 1/x -
244 A I T e
2.2 pyiidoring - 6 Levels, 4 Levels Used, 17 Paints, 15 Points Used, 0 OCs
l § 106 y = 422954 5088 % x - 0628 1745
4 Y £7 o q] Frz=naearan
1.8 i%‘ 224
1.6 214 TS . P o e o
il 2 TRER
1.8
1.2 7]
14 - 164
0.8 154
E 1.4
0.6 13
0.4 1.24
114
0z 1
0 > 03
084
-02 T T T T T T T T T T T 074
0 20 40 £0 80 100 120 140 1600 180 200 gg
044
034 e .
0.2 -
014 6 /AEEJ&*¥
0
014
B it i 15 2 75 3 35 i 45 5 55
Eoncertrsion fng/mi




20. BREAEI =M HERMENRKER

L

Calibration Curve x
[<=] I—EH Type: Linear » Origin: Include * ‘Weight: 1)x -
I B
Micotinic acid - B Levels. B Levels Used, 17 Points, 17 Points Used, 0 OCs
% w106 v=E057.6638 " x - 1043 2664
§ R™2 =0.93772689
= i
]
o 284
2+
R
2.4
0.5-500 ppb
2.2
2 (5 r 5000 pg Ei) i Calibration Curve
RZ >0.99 i (@] []] Type: Linear = Orgin: Indude v Weighb 1x v
1.8 T———
1.6+ Micotinic acid - € Levels, € Levels Used, 17 Points, 17 Points Used, 0 QCs
% w104 v = BO5TBR3E "« - 1043 2664
1.4 4 R"2 = 03772584
; 2 28
1.2 2 5
24
1 R
22 7%52&#
0.8
2]
0.6 i
0.4 164
144
0z
) 1.2
0] & o 1
0 25 50 75 100 125 190 175 200 225 250 275 300 325 350 375 40) o6
06
0.4+ Sy -
. - 6 RER#HH
04
bz 0406081 12141618 2 Z2742678 & 32343538 4 424

4 4648 § Bz 8
Consentiation [na/mi]

-

2. BREEEI=MHERMEMXR

84

Calibration Curve x
i [d@] [=] | Type: Linear * Crigin: Include * Weight: 1)x -
P2 o 3O
Micotinamide - 6 Levels, 6 Levels Uzed, 17 Paints, 17 Points Used, 0 QCz
B w107 w=426901752 "« - 7E76.2761
§ 1 R"2 =0.99589746
2 224
T 21
2
15 RREME
174 0.5-500 ppb
1.6
154 (5 —-5000 [\]] EJ‘.) i CalibrationCurve
1.4+ RZ > 099 i [@] [®]] Type: Linear > Crigin: Include = eight: 1/x
1.3 P e o
1.24 Nicotinamide - € Levels, & Levels Used, 17 Paints, 17 Points Used, 0 QCs
1.1 § §1057 v = 426301752 "« - TETE.2761
1] £ g R"2=139883746
§ 1 S
09 e TRER
0.8 164
0.7 154
0.6 1.44
0.5 i
1.24
0.4 s
0.3 1
0.24 094
0.1 08
04 » 0.7
a1l S T -
0 25 B0 75 100 125 150 175 200 225 250 275 300 325 350 375 400 425 4 g
0.3
0.24 ey »
014 € 6 /AEEJ&#
04
014

R Pt e P e T
0 02040608 1

121416 1% 2 22746 2n &

F234 3638 4 424446 48 5 52

Corcentration [ngémi]




Calibration Curve

[4=] Iz’|| Type: Linear » Origin: Include * ‘Weight: 1)x

-

oS T = g

cyanocobalaming - B Levels, B Levels Used, 17 Paints, 17 Paints Used, 0 QCs

2F #4FR B EIZMNERNEMRR

2 w108 v = 4767.9560 % « - 1335.9505
§ 25| A2 =0.93507147
cL
& 244
o 234
2.2
2'12: gﬁi?&z
13 0.5-500 ppb
:IIE_ (5 - 5000 pg Ei) : Calibration Curve x
154 R2>0.99 i [@] (S]] Type: Linear v Orgin: Incude v Weight: 1 ¥
1.44 R BT e R
1.34 cyanocobalamine - B Levels, B Levels Used. 17 Points, 17 Points Used, 0 OCs
1.2 § ¥104 v =4787.9560 "« - 13353636
114 £ 2p]RrZ-0sOTIey
1 B
0.5 i
0.8 1.8
.
07, e TRESHH 1
' 1.5
0.5 =
0.44 134
0.3 1.2
0.2 1.14
01 e
o] & > ]
-D.‘I_ T T T T T T T T T T T T T T T T T 0.7
0 25 50 75 100 125 150 175 200 225 250 275 300 325 350 375 400 425 gg
0.4
0.3
0z} ~«— G6RESHH
014
04
14
] 05 i 15 : 25 3 35 45 5 5

Corcentration [ngémi]

Calibration Curve

i [@] [=]] Type: Linear * Origin: Include ¥  Weight: 1/

-

o T e

Folic acid - B Levels, 6 Levels Used, 17 Paints, 17 Points Used, 0 OCs
& w105 | p=298.7489 " » +165.0817
2 7 R™2 =0.93483089

1
0.5-500 ppb

(5—5000 pg # )
R2> 0.99

0.74

: Calibration Curve

i (@] (=] | Type: Linear ~ Ongin: Include | Weighk 1

R

Folic acid - B Levels, B Levels Used, 17 Points, 17 Points Used. 0 OCs
B o410% | y=2937483"y + 1560817
7 R"Z =0.93483089

Respons

1.64
1.54
1.44
1.34
1.24
1.14

14
0.94
0.84

TRER#H

ofe

L 0.74
>

0.64

26. HERBI=MHERHEURR

0 25 50 75 100 125 150 175 200 225 250 275 300 325 350 375 400 44 oo

0.44
0.34
0.24
0.14

0

hnzasnkos 1 12181618 2 72742678 &

32343638 4 42444648 5 57

Corcentration [ngémi]
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Calibration Curve x
i [@] [=] | Type: Linear >  Origin: Include > Weight: 1fx -
N 2 ST D
Riboflavin - B Levels, & Levels Used, 17 Points. 17 Points Used, 0 OCs
& w108 p=2081.6903 "« - 533.8333
£ 1.15{R"2=0.99115630
2114 -
o 1.054
14
= BRE
0.5 0.5— 500 ppb
Dn?ﬁ: (5 o= 5000 pg Ei) i Calibration Curve x
0.7 RZ > 0.99 i (@] []] Type: Linear > Orgn: Indude v Weeighbt 1x v
0.65 o I e 0
0.E+ Fﬂbuflavm -Blevels. 6 Lexvels Used, 17 Paints, 17 Points Used, 0 OCs
0.052— § ¥10 :: 4 fzzgsnw 95930135 iy 5338333
) % 095
.45 € q]
0.44 1185
03] = TRES
0.25 i
0.2 0.6
0.154 0,55
0.1 054
0.05 -
1} > 035
T 2 80 7 100 105 150 175 200 255 250 205 300 35 30 35 a0 | o
024
—_——,, e 15
ol g ~—eREE#
-uugz
b i3 i 15 B 25 3 i ] 45 H 55
Cionesrirstion [na /i)
2H. HRZEI=MERNSEHRFR
Fr A BRI i 24U & AR R MR TE R, 2R SR T B 1/x : [\, Chromatogram Results
AL, i 2 o 1 QE I KA O el E
#1049
LA 0.5 ppb ZKFERIMLEBE A (], HEBM R TE 3, 19
B A L &P{E 0.5 ppb 7kF_ERig IR %RSD {H51T 187 500 ppt
%2. L oy wesEs
o I IEEFR%RSD
R Y
%2 SHLANEREERKT, 605 ppb THEERENY .
IEER 1.2
te (%RSD) 114
e 5.6 i
28 116 .
HisE 26 i
A 12.9 '
R SE R 10.1 0
#4 % By 19.4 06
MR 13.4 054
BEER 17.1 0.4
034
024
014

86

s e 2 21
Counts vz, dcquigition Time [min)

17

3. MUSEE 500 ppt FHIEEREIMY, #H 6%




(AR PR BB S ARFE, XA INZE A et &3 BNER RRYT S SYN it ERE

AT T o e =, {# 1 MassHunter € &5 H A '("I'E/WE
LTRSS T I 4, 178 FRERINESIRE s o
JiE e BE LA 111.6 pg/uL. 2H 12
Wt B EE 155
A 5 = P e RRER 435
BT A e MBI R P I R T e 3, EXEL 3
. v T e s e HEE B, 0.4%
R IR T AR GRS pa o
TH 5, HER 8.6

“RHERR

iz Agilent MassHunter Quantitative Analysis - conagra4 - newbatch E“E|E|

: File Edit Miew @nakvze Method Update Report Tools Help

3 1 I | Za | L= analyze Batch | @) ¢ Lavout: B B B8 E [A] Restore Defaulk Layaut

i Batch Table X
Sample: | 1| | Sample Type: <all= ~ | Compound: [48] 1: Micatinamide = [=] ISTD: | Time Segment: <al | = g | ' c’
Sample Nicaotina... Micotinamide Fesults

@ % Mame Type Level Acg, Date-Time DataFile | Exp. Conc. . RT Resp. S/M | Cale. Cone. | Final Conc. | Accuracy

bink Blank 1/25/2007 214 P blnk1.d 3.204 809 0.3 01388 01388

¥ [ Bk Blank 1/25/2007 2:25 P blnk2.d 3279 3ma 0.73 0.2503 0.2503
0.5ppb | Cal 1 1/25/2007 345 P 500ppti.d 0.5000] 3254 17724) 548 0.5350 0.5350 114.0
0.5ppb | Cal i 1/28/2007 357 PM S00ppt2.d 0.5000] 3253 14233) 406 05132 05132 1026
05ppb | Cal 1 1/25/2007 4:08 PM 500ppt3.d 0.5000] 3.238 17109) 577 0.5806 0.5806 1161
05ppb | Cal 1 1/26/2007 4:20 PM 500pptd.d 05000 3241 14407 405 05173 05173 1035
¥ | 05ppb | Cal 1 1/26/2007 4:31 PM 500ppt5.d 0.5000] 3.256 15317 504 0.5386 0.5386 107.7
05pph | Cal 1 1/25/2007 4:43 PM 500pptE.d 0.5000] 3242 177200 603 0.5349 0.5349 119.0
Sppb Cal 2 1/25/2007 4:54 PM Sppbl.d 5.0000] 3.235 182653 5496 4.4584 4.4584 89.2
Sppb Cal 2 1/26/2007 5:06 Phd Sppb2.d 5.0000] 3254 183450| 51.00 14771 14771 89.5
Sppb Cal 2 1/25/2007 517 Phd Sppb3.d 5.0000] 3241 184321| 5052 44575 44575 89.9
Sppb Cal 2 1/25/2007 5:29 P Sppbd.d 5.0000] 3239 179767 5957 4.3908 4.3908 g7.8
Sppb Cal 2 1/25/2007 5:40 P Sppb5.d 5.0000] 3.240 179585 4655 4.3866 4.3866 87.7
Sppb Cal 2 1/25/2007 5:52 P SppbE.d 5.0000] 3237 179198 4497 43775 43775 878
Sppb Cal 2 1/25/2007 £:03 P Sppb?.d 5.0000] 3242 180434| 4678 4.4064 4.4064 88.1
3 1/25/2007 615 P S0ppb.d B0.0000( 3255 2184430 103.43 51.3492 51.3492 1027
4 1/25/2007 £:26 P 100ppb.d 100.0000) 3.240| 4384146| 101.54] 102.8766| 102.8766 1029
5 1/25/2007 5:38 PM 250ppb.d 250.0000) 3.251| 10990818| 139.75] 257.6353| 257.6353 1031
B 1/26/2007 5:49 PM 500ppb.d 500.0000) 3.252| 20996459| 151.45|  491.7791 491.7791 98.4

1/265/2007 712 PM blnk3.d
1/25/2007 723 PM blrkd.d

Compound Information x Calibration Curve I I x
j £ | [m] [m5] ﬁ ﬁ | ,ﬂ‘ E [ o - I o ] I—ﬁ“ Type: Linear * Origin: Include * Weight: 1fx - |
;MF‘:EIB[‘I 231 - 80.0) zample1b.d Izl o 1 -
§ ety 9957 Micotinamide - 6 Levels, 6 Levels Used, 17 Points, 17 Points Used, 0 GCs
o 914 Nicotinarmide & w107 ] »=428901752 "« - 7E7R.27E1
§ R"2 = 0.99889748
14 % 24
0.9 o 1
0.8 1.6
074 1.44
064 1.24
14
054
0.8
0.4
0.6
0.3
0.44
0.2 024
014 04
a -0.24
T T T T T T T T | Lot T T T T T T T T T T T
il RS R R By | S Ty aSic ic S Sc . e e I WS By 50 0 50 100 150 200 280 300 350 400 450 500 5t
Acquisition Time [min) Concentration [hg/mi)

I sample Micotinamide || 22 Samples (22 tatal] _:EI

B4 HEPRRBENEEMLEER. RETTHEHS 111.6 pg/pL (REER)
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..-"l Chromatogram Reszults

2o 2 QR E[R]alD s ~

»

LA % [%]% % &

103+ MRM [265.2[z=0] > 122.0) sample1b.d
. L 1|2
TikEE (24.0 pg/pL)
103+ MRM [220.2[z=0] > 90.0) sample1b.d
14 1|2
Jl 2Bk (1.2 pg/pL)
|:|_
¥106 + MRM [170.1[z=0] > 152.1) sample1b.d
1 )L 1|2
OIS (15.5 pg/pL)
|:|_
4105+ MEM [124.1[z=0] - 20.0) samplelb.d
1|2
19 fk [E%ER (43.5 pg/pL)
A
£106  + MRM [123.1[z=0] - 50.0) samplelb.d
24 1{2
/L e R Btk (111.6 pg/pL)
102 + MRM [678.6[z=0] > 145.7) samplelb.d
29 1|2
HH4FB1, (0.4 pg/pL)
04
4102 |+ MRM [442.2[z=0] > 295.1) sample1b.d
2.5 112
n'l'ﬁ (2.6 pg/nL) AJAMJ‘NMW
|:|_
€104+ MRM [377 2[z=0] > 2431 sample1b.d
i 1|z
#%H% (8.6 pg/pL)
|:|_
S R e

Counts ve. Acquizsition Time [min]

5. AMERYT &SV BERIRETHER

88



&

KM LC/MS/MS BHhsr e 7k B lE4eE R, £
75 353 B A LA R 8 = A B R R4 2%
P, R* > 0.99, {EHARESRE T MlE s B2 e &
BLEALZE 2.5% RSD, JKIho Hr T —Fhi Ik s H2 B
Yy, (W42 B12 IO IR T =R,

89



REBAAZRTERBSSRN ST

bl

AY

mif

AFTRASN, MR ERE AT IR R IR 7
He—FIpR 2 AR T R R e LA
Mh#&AES B, B, 1B, HAEEOpl) iZhiise, xL
L aPret NREABORRIER . Il BT 2 A FHIESTHY
R 19 BRINEIE 2R K BE, e = A ik b
A 3RIR, Ktk B, B, 1B, REREAEE K
frEAVZR LB D, Wil EEsR B, F1 B2 R Sk,

REBHI #7785 R e B SRl B2 A — AL
Ao WRHIAR TG T B AR A TRT A A BE S T
FEBER FISCEE T, i Agilent 1100 g IR FHH A AT

.- [iF (5968-2124CHCN)

TR

Agilent 1100 {0 745 1~ TEHBIERR . B4 ELE “CHL.
F1 EhHERE 85 R ARSI 28 R LG
R R LG8 5 B T4 3/ 3 B A 7
B L2 T AR

ZRIE

T I ) 2 A oo AP e e R T AR i 25 35 ) 2
Yo, U215 1 B Tl RARERE 8 . DLitiRanZe i
R = ey 18 i (M+HD”, i JC WS AR R 2s
+o ARk U5 AR B (CID) HUHk = A RRERE
BT LABEATE KRN . Al 2 B, it 28235 B, FB,
HI TR At , Toik e g A b oy &, (HafE il

DN £2 ol i o ST el Ry LA X
b ATEARBIRAF A 57 85
I 0\\\_/OH0

HOM

Tricarballylic acid (TCA)

Ry R
%W%
R
R Ob R
R1 Rz R3 R4 AS R6 MW
BT TCA TCA OH CH NH2 CH3 721.4
B2 TCA TCA H OH NH2 CH3 705.4 |
B3 TCA TCA OH H NH2 CH3 705.4

1. B ESENENE

90



200000 HHEEB,
i S a L l L L. ..I.,. - SNt [y WAy EES - - \ 3
BURES, i
’ S —— : L l S S— l -
200000 REEB, \ \
g T e | e T, R 1 VN e
2. B BSRARYHRLE
Bl 3 FronAffan i 25 ng RIS & R,
AUAR HR IR BT A R R BUE . PR
RO RO, m] PR B 1334 (SIM) 5K,
1B EE B, HHhEEB, BHBRB,

Abundance

800000

400000

Retenion Time (min)

3. 25 ng MR ESENBIEE

91

RHEEERY

Bk 150 x 2.1 mm Zorbax
Eclipse XDB, C 18,5 [m

mEE. A=5mM EBERR
pH=3.0
B=2ZF

BE. FF4433% B
8%, £60%B
#9INeh, £33%B

R 250 [J/min

HHEE. 50

R 40 °C

ZRERS. 220 nm, 4 nm
%t 550 nm, 100 nm

it &4

BFE: BEE (ESI)

BFULER. IEBF (Positive)

ERERE. 4000V

EUSEN. 30 psig

FTRSAE. 10 L/min

FTRIRE. 350 °C

RAEEE. 120-820 aum

K. 0.1

[ 358 0.15 min

A [E)E TR 88 - On

MIEBE . o] 2% 230 V(100-680 amu)

100 V(380-800 amu)
|



Bl 4 Pk 250 pg AN 25 SRS INAE FORFEHU AL R
AR iR P T BEIE R 1 43 1 B U AR IR
Jr e ASE e PR {5 B e 7 R E

1
MO i - BEEBERS, BAEEERE
: B 150 x 2.1 mm Zorbax
b Eclipse XDB, C 18,5 Jm
~— 7z 335 Tt A=5mM BB R R
250000 l pH =30
: B=ZH
: I\ BB B, B T 33% B
8 Z60%B
350000, M/2707 HHEE gz E 9 gzi =398
I T 250 [J/min
0 HEE. 50
120000 m/z337 B, 40°C
g ZiRERES. 220 nm, 4 nm
i il %tk 550 nm, 100 nm
'1 2 3 '4 5 6 7 8 ) min E%%{*
BTE. \ BIRE (ESI) 3
4. FMAGHEXRZERERPHEDRESENS FEFRIBEER EFOEEETAHE :ﬁ:;ﬁgtﬁé Elﬁ‘?\l{k (Positive)
MERE.
EhSEN: 30 psig
FRSRE. 10 L/min
FRSEE. 350 °C
BEBFARM. at 0 min, 334.4, 352.4,

370.4,722.5 at 5 min
336.4, 354.4,706.5

K. 0.1

&% 0.15 min

i [E 3 88 - On

WERE. 77 230 V(334.5,
352.4, 370.4)

100 V(706.5, 722.5)
|
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&k

Agilent 1100 i BB T S AT DA AR BE T A
&, mHEHAEMTHEEL. FIHTGEE, WU
FeAER PRI 2, AnEORAE Yy, HR Bt R R
JFERRR o
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o ® o
ceo % ... FRTER Bond Elut QUEChERS AOAC

Lo, RFER LC/MS/MS HHTHEERPH
L0t FERRE

RN (5990-5940CHCN)

f&& HE

Fadwa Al-Taher ARABERAT QECKERS (WE. HE. £%. BR. HATNRL) RAHERFN
REZEARRIATH B, % QUECKERS 4R TIRIVAILSE, 1L 15, FMBICH MIRR F/REHRS
FREFETSHR

TIE , AR R C-18 BiEH (2.1 mm x 150 mm, 3 pm) LRAZSEXRHEIESH
FERGRY, BETREEETFEREEFUERN =& BRERFREHITAN.
REBLERIEEE 97% £ 116% 28, EXtRERENTF 5%,

Bedford Park, IL

L,

RY

mif

2002 £, HAEFREREERMGETREXFNARARLI, DREMSETA,

MER. E£. #1T BE. REZRAGTHNRGHESETEIA 3 ER/AT.

BRKUEYRMERE (>120 °C) KU TSFERAEBA, WihE. BEMFE (1), X
Fa3i, ERDNN—MBEFENBEYR. EIREERZIM(ARC)IAAETHEE
ABE (2). BRENRABREIEFEETIRESN R BEMSY~R, NEMHH,
FBERERGAH TR BRERENN =t RARFLEERSEEMEE T ENER
[z (Maillard) (1), A Z¥EREFERRAEL/ = EMMAFRIL (LC/ MS / MS) KR &
FIEATER BB, REREAZRAKENERTHRGEERR. BECk. BFY
INDIRBRERER, AEITAKBHTED (3). REXERRAREER (FDA) A%, EH
EItHZERN (SPE) #HTHMAVEW (4).

94



QUEChERS A2 RERTRMPRAKRBH 24, FX#E
Mastovska # Lehota 8 2 /5, FTAFRMAP A HERIIZE
& (5). FEARANEIENSR: RIS BERZERSL. A
KBRS, ECRBERER, MEBENSAMEEZEKE
KB, ERGBERHENZES. R—EEROENERSHEE
FERUH TR, FIBA N-REZ 2R (PSA) ERENER, TS
BREBNHETNA, REA=ERKNRTRRKANNESF
ZREENES (MRM) #H1THREI D,

KRBERNETH LC/MS/MS RS EFRGEBRI %,
FikEIERARER Bond Elut QUEChERS REUXFIE (p/n
5982-5850) #1 Bond Elut AOAC #E{EHHZEE 2 mLiXFIE (p/n
5982-5022) HITHMATALE.

i)

=8 A

FIERIXFIERR Optima T LC/MS ). ZH. ECKk. FERfn
k&2 M Fisher Scientific (Hanover Park, IL, USA) XY, A4
Bifk (B 1) FMEMCERM 15C,-mEBERE (AHR) M Cambridge
Isotope Laboratories (Andover, MA, USA) 3% H],

ESR

AEBBITERER (1 mg/mL) B 100 ERREBRAT
100 EFHIZBEH&, HHETETE 4 °C £ T. ik (FERHER)
f##& & (100000 pg/mL) AFKIE 0.5 mLiKEA 1 mg/mL HY
RERTAT 50 ERMZIEHIE, FEFE 4 °C £HT. B
TR EERRAFIIRREA CBEREN.

R

\)]\NH

2

B 1. BRI A

95

REFIME

BRAMRERRER 1200 RIKERIEMN 6460 =5 RECUIRA
i FREX FIL_E#E4THY (Agilent Technologies, Inc., CA, USA). %
MoEXA C18 B (21 mm x 150 mm, 3 pm), ARER
MassHunter ZR{F 1 TAIHRALEE,

F3 Bond Elut QUEChERS A/&ELRRIREUAFIE (p/n 5982-5850)
FZ$E Bond Elut QUEChERS AOAC #EEIEZEEULFIE (p/n
5982-5022) HATH MARENFNEL

Ve

5 1. BRRISHTR

b2 Reversed C-18 column, 2.1 mm x 150 mm, 3 pm
iR 30°C

EEER (%B) 2.5%HIFE2/97 5% 0.1% R B KIRTR
R 0.2 mL/min

HHEAR 10 L

S HfTETiE] 7 min

RIB{TRIE 3 min

FBRit{% BHREFREETR, EETFHERX
ERELE 4000 V

WS B FE 500 V

HRSIEE 325°C, 5L/min

FRIURE 350°C, 11 L/min

FEam &

REEZEFN LA HEMNE .,

=E

FREX 1 FEHEEB SN 50 EFHIREERHK Bond Elut QUEChERS
BOER. MARKR (13, RHBERR), FKEH 500 ng/g. MAE
2% (5 mL) FREERS. N 10 EFKI 10 ERZHE, AER
Bond Elut QUEChERS fREVE &4 (p/n 5982-5850), 3% 1 744,
75000 % TEL 5 24,



SHERERFE

FEECKME, B 1 EAZHERIEEBE 2 EH Bond Elut
QuEChERS AOAC ##IEHZERE R (p/n 5982-5022), EHE&
50 2% K PSA, 150 ERMTATBE. IRF 308, REHE
5000 #TFEIL 1 o8, LERERZANHEENERBTAT
BRI

TR RMEER, A 50 ERAELE

v

A 500 L #EEH 1000 ng/ml K '3C,- P BERE

TN 5mLECK, RIERES
v

BN 10mL7K, 10 mL 285, QuEChERS 12ERELE,
BIES 1 A

v
75000 B TEL 5 o4
v
FEFCIEH
v

B 1 ERZHEEERBERE 50 mg PSA #1150 mg
MERSER 2 ERERIF

v

RHEHRS% 30 B
v

5000 BETELD 1 o8

v

500 pL BN K E B St SR AR R

v

H LC/MS/MS 347

B 2. QuEChERS KRBT BRI R

96

ZRIE

Bl

AEBEMPERGHRENSBRE CI18 HEHTH (21 x
150 mm, 3 ym), RAZERM, 2.5% KIBEE/97.5% K9 0.1% H
Bk, HIRR 30 °C, FEA 0.2 mL/min, B 3 AREEREN
RERGBESBHARNEILE,

x10*

MRM BF 33 :
—TIC
,,,,, 12C-AA 72.0~55.2
T | 12C-AA 72.0-26.7
—— 13C-AA75.0~58.2

13C-AA75.0-29.0
05

MR vs. REERTIE] (5344)

B 3. iREX 10 ng/ml FEBLAAREmFTRES 500 ng/mL PR (15C, BB
MR BEEE

QuEChERS 7%

ECRATERERPHAER. MAKUFFROEEPHHEE
BiR%. 14 4 g MgSO, #1 0.5 g NaCl #9 QuEChERS REE BT
R REETHAEER. NN BNRRECHETKEFY
NE. SEEEEREATHERARLE)

AN A HE QUEChERS BTRMES RRE R, FTHEERN. 51
MEE A RSB AR ER LR ERERSE,



R bR, ERT 6-MRE, 605, EAT6A, 000
y=0.0016 "« +0.0027
164 B"2 = 099393857

bRl

1.4
1.2

14
0.6
0.6
0.4
0.2

0

0 100 200 00 400 500 £00 700 800 300 1000
W [na ml]

B 4. AAEBRAIRIEH %

it

LM IE 1 R P AT BOARRI IR (FF 4T S BERE S PIARA 107
RERFBENETRILE MIMTNRETRE (FUNHES ?
B S MR R ERBBEAREILE) FERIN. REHE 7
HIMRECERA 0 - 1000 ng/mL (B 4), &MEIFRF (2>0.9999). ;

MRM BF3
BEFRE (TIC)

,,,,, 12C-AA72.0-55.2
_____ 12C-AA72.0-26.7

E&%WE%’E ——— 13C-AA 75.0-58.2

4 13C-AA 75.0-29.0
RES7 50 F1100 ng/mL MIREBLRRINERAT 1.1 ZREKAR. 5
SMKEKFEEE=R(n=3), A&E 33 ng/mL AIEBRRMEL { \
SRR MR Bk T AT B BERR (100 0 200 ng/mlL) $18 IiR ?
BERURAMFHNZARERSR, ZRAAREXITEZTAN 1 "
BEHD, MFEERANEEELE 5, HES=K(n=3). T T T T T

% 2 REBRBNENERIERERE, B ms RS

97



5% 2. BB IR B REGA 1:1 ZIEKB BB EIUS EFERTER R 1 2E (n=3)

BB ARELIZERIRE (ng/mL) % Bl (n=3) %RSD (n=3)
1:1 2Rk 50 116.6 4.07

11 ZHEk 100 114.06 4.85

% 100 97.14 (BEKEZR) 5.04

BX 200 9750 (KEREZR) 2.55
ZiL

EF 24 Bond Elut QUEChERS MIHEREIRCIEF % B F R GE:
RRHYIRERAAL, LC/MS/MS BFEENHT, & T & Bk
NERBANAE, BERERERURSENE, XM FETU

BF

BRI AR,

SE

1.

Al-Taher, F. 2009. Effect of heat-processed foods on
acrylamide formation, In : Intentional and Unintentional
Contaminants in Food and Feed. F. Al-Taher, L. Jackson,
and J.W. DeVries, eds. Oxford University Press, New York,
NY, pp.91-113.

IARC. Acrylamide. Some Industrial Chemicals:
Monographs on the Evaluation of Carcinogenic Risks to
Humans; International Agency for Research on Cancer:
Lyon, France, 1994.

Wenzl, T.; Calle, B. Anklam, E. Analytical methods for the
determination of acrylamide in food products: a review.
Food Addit. Cont. 2003, 20, 885-902.

Roach, J.A.G.; Andrzewjewski, D.; Gay, M.L.; Nortrup, D.;
Musser, S.M. Rugged LC/MS/MS survey analysis for
acrylamide in foods, J. Agric. Food Chem. 2003. 51, 7547-
7554,

Mastovska, K. and Lehotay, S.T. Rapid sample preparation
method for LC/MS/MS or GC-MS analysis of acrylamide
in various food matrices, J. Agric. Food Chem. 2006. 54,
7001-7008.
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BB RARGR O T2 TR, RS
fgER. EFZER, SREMOEHRAENEH
5a& R GEMARIFREMRNER, Fik, A
WEIF S H—Fh AT SRR I 3 T RA R R
53T AR SCRIFHBC A FLME 55 R U T 54 88 F AL ik
FH-BUEBE FHEL A, B4 7o M e U AR R R e 2 vh iy &
BOERG, Cirpbd: HE. H. i
i

SRR SR AT

AR UGN e R i o T ks U A s
TEE TR, B—FERA 0.2 ek iEIE U8,
10 TR TEA DT RGE . BEARA - ORI A X

. RHEEE - RERTRARRERNSH
*  [iff (5968-2979CHCN)

Agilent 1100 —ycd¢ . A . BB L. Bk
BT (AL, B TR B e T sk R b2
HLBIR . REEI 1L TAORR R AT LR AR . Hdi R
ERHAR I Mo DR T o W SR DA

SRE5WE
AHEER

B 1 Fn AL -ERh R R G R E5 A . LR
ERAVIEAEA A 3- P LR R, AR R1 A0
R2 Av[al, 18] 2 HLLHE 6 A0 B - AN A I 1
M BARE 10% WA AN AH rTLASy Bt —Fh (e 3R,
R TRt , BRIk s, S BORBUE T,
Wk, K- T, RAE 10% B9 EREYRENAH.
FERE IR AT R AR aYh g E T,

Q0 : OH
Ho’gw 070 Ry R, MW
oy OH o
RO RO OH A |H Sinapyl 979
on OH ™Y “on B |Sinapyl _ |H 979
C | Ferulyl H 949
Cyanidin 3-diglucoside D |p-Coumaryl [H 919
E |[Sinapyl Sinapyl 1185
o o O F | Ferulyl Sinapyl 1155
QAJ\ @fvu\ G | p-Coumaryl | Sinapyl 1125
HO HOY
Sinapyl o Ferulyl
CHO
OCH,
p-Coumaryl
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Abundance

1100000 TIC

500000

0200 '6.00  10.00  14.00 18.00

R.Time (min)
EIC

B | m/z=979 E\ m/z=1185
A ]

C Jtm'z=949 F M;m 155

D JL\m/z=91 9 G M!z:‘l 125

14.00 20.00 1600 2200

R.Time (min) R.Time (min)
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m/z

287
A 979
80
449
40 817
. |
Y N ES— - —
B&C 979
80 949
Sos 817
40 449 777
”'I""I""i"“‘l'”‘l'”']'”'L""I'k"'l""1”"l
200 600 1000
D 919
80
757
40| 287

1155
80

40

8
400 800

G 1125
80
40 963
993 |

E 1185
80
40
1023

1200

m/z

I BT HERRPIECRRBHRER
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Bt
BikH. 250 x 2.1 mm Intersil
0DS3,5m
. A=1%EE
B=27f
BE. #£1445%B
7£30 4404 50% B
T 0.2 [1/min
B, 40°C
HHEE. 100
ittt
oo - BEREE 7L (ESI)
BFUER. EBFES (Positive)
EAERE. 4000 V
BUSEN: 50 psig
TRSRE. 10 L/min
FRSEE. 350 °C
BE4H. 4TA
RUBEE. 350 °C
HiEeHE. 100-1200 aum
K. 0.1
35 . 0.15 54
PR On
WEHE: 200V

3 SHLLHE LR R A B E X Tix Lt
oy, FUERRA B i D), AR — AR
TALRYHESy B U, [MHH], X R R AEE FAE M L
ELMA ERAT, l i NIRREE S SRR, TLR
PURHERE R B, SRR TS o HrifiA . FERESE S
sk LB, ZEaFLaE - IE, steE
KPR AFIAE T 3% (m/z 287) J 3-HH -1E77
= (m/z 449) &1,

AHBER

LS 6 M ARy, HEmE 4 PR, 1Y
Fob €8, 25 AT A B -0 1l i B RS2 I [l e
ik, a5,



O——h ~(CH2)4CH3

uq.h ~(CHy)4CH;3

3.

<~ (CH2CHy

8]

— S \/CH3
O
o . 0 (o]
CHj

o-H _ACH,)6CH;

().,,_ ~(CHz)4CH;

/{(_, H,)sCH;3

. Rubropunctatin

. Monascin

. Monascorubrin

. Ankaflavin

. Rubropunctamine

. Monascorubramine

O h WN=

4 THBPEEHHTELRANNEN

Abundance
5500001
450000
3500001
2500001

150000}

50000

495

467

439

1. Rubropunctatin

2. Monascin

3. Monascorubrin

4. Ankaflavin

5. Rubropunctamine
6. Monascorubramine

2.00 6.00  10.00
R.Time (min)

1400  18.00
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HaRs

BT 250 x 2.1 mm Intersil
0DS3,5[m

5}%‘.3}*5 A=1% Eﬁﬂ;{
B=2Zf

BE. FF4450% B
710440} 90% B

TE 0.2 [1/min

iR 40°C

HHE. 100

iR

BFE: BEE BT (ESI)

BFER. EETFRR (Positive)

EREDRE. 4000V

EUSEN: 50 psig

FRSRE. 10 L/min

FRSEE. 350 °C

B2 4TA

AHBRE. 350 °C

H#EE. 100-1200 aum

K. 0.1

3. 0.15 44

ifEOREES On

WIEBE. 100V



+
[M+H]
1. Rubropunctatin 357 3. Monascorubrin 385
80 80
40 40
! | II 11 l ] N |
IIII[ll[lllllilllf[llllil”l[llll]fllillillillllllil illlillilli lIIiI I I I I ' Illli I | ' IIIIII | I
2. Monascin 359 4. Ankaflavin 387
80 80
40 40
AP | ,
S T T e bl LAl b Ay LA LAY LA AR Rkdd M L) L b
160 200 240 280 320 360 m/z 160 200 240 280 320 360 m/z

6. ESBLLECLERGHFHE

SR AT by B0 m/z 439, 467 Fi1 495 (A 15
e, 1B 6 P bR E i R R E, YA
S B R A IR R A TR - (LR o) - B U,
HIM+H]" &1,

ARMEEH

BARELFIHAREL AR WmR A AR LA BB £ L 32 1
Ty, HEMZWIE T, ERPA, SEET
BRI EE X 5 AR A, O 8 AEE T
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i, HFHE AN 9 s, FEERE LRSS T3
T, BI[M+H]'000 =7 Monoeicosanoat [M+H]" &
T ohHEE g LML A4 [M+H] 81158 BEEATR K.
it FL#E s PR T B R — A e . efr 3t
Rl A — AN, HBiRrbb A m/z 567,



Capsanthin _&_

R1,R2:Acyl

. Monomyristate

. Monoeicosanoate
. Dilaurate

. Lauryl myristate

. Dimyristate

. Myristyl palmitate
. Dipalmitate

1. IRMERPTERBIEH

NOOThREWN -

Abundance
170000 56
150000 3 )
130000 1. Monon?yrlstate
1 2 |4 7 2. Monoeicosanoate
110000 3. Dilaurate
90000 4. Lauryl myristate
70000 5. Dimyristate
6. Myristyl palmitate
50000
\ﬂ 7. Dipalmitate
30000
10000 d

0200 600 1000 1400  18.00
R. Time (min)
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1. Monomyristate
409 567

80

308
40 795

1 llll. I

80 2. Monoeicosanoate 879
40
| 1 1 I
3. Dilaurate
80 567
40 33
949
|I by A La . . JI
4. Lauryl myristate 749
80
40 567

77
200 400 L[] 600 ||| 800

5. Dimyristate
80 777
40 567
.., L4y 1008
r|rlll[ltl1|'rl|I]IHI:[lln'rf'r‘i‘[ltl IBARRSRARRNRRER]
6. Myristyl palmitate
%! 2 || s0s
40 7
N T ISH lils l ‘!033
R LR L R n) L) ALy ALY LR RARLS LR
7. Dipalmitate 805
80
40 567
i M lllu In l 1061I
i AAALRARAS RALAS RARL] RAALI RARAE LALRS RELL AL
200 400 600 800 1000
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ARG
B, 250 x 2.1 mm Intersil
0DS3,5m
RENAE. A =i
B=Hgg
BE. #£4510% B
7510 434h 90% B
T 0.2 [1/min
B, 40°C
HEE. 100
FRi& G
BTR. KEELFEER (APCI)
BFUER. FEF (Positive)
e 4000V
EUSEN: 50 psig
TRSRE. 5 L/min
TRIRE. 350 °C
BEH. 4[A
RUBEE. 350 °C
P, 100-1200 aum
K. 0.1
(-5 0.15 44h
oooog - On

HREEH

Bl 10 ARG s ip R AR IR, B
Laccaic fig A, B, C 2 IKE OHITHIFEZEAER D .
XL AP H AR B ER AL, S AR R A,
L1 g =i & P s 10 B b i A e, B8R
Laccaic g A, B &% & , 02 A f1 B ok =,

Bl 12 FroR AP AR g &, —/~/& LaccaicHJfR C,
B AR B R, AR RIS T
I, 43512k m/z 495, 536 FlI 538, W U515 Bl A
m/z 451, 492 1 494 #14 T E R A 1.
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HOOC

O OH
HOOC
ST,
O OH

Laccaic acid A : CH,CH,CH,NHCOCH,
Laccaic acid B : CH,CH,CH,0H
Laccaic acid C : CH,CH,CH(NH,)COOH

Abundance

1s0000]  LAaccaic acid A,B

110000

gooooi Laccaic acid C

70000

50000

30000
Lr T T T T T T T T T T T A
200 400 600 800 10.00 12.00

R.Time{min)

10. EREEHFERTERBIEN

1. EREEHFERIAHIEETRE

90

50

90

50

. . Bt
Laccaic acid C 538 3T, 250 x 2.1 mm Intersil
0DS3,5m
RENE. 30% 2B,
5mM = THAR.
EiE
R 0.2[J/min
e, 40°C
HHR L]
494 Riist
BFER. BREE 71 (ESI)
BFLELS. & F (Negative)
brererd : ; - EREEE, 4000 V
EUERESD: 50 psig
SRR, 10 L/min
Laccaic acid A,B 536 ii;ﬁ 350 °C
AETEE: 100-1200 aum
H§. 0.1
I 55 . 0.15 44
fifiB) 14 A8 - On
495 HiERE. 100V
|
451 ‘
. -ll 1 R A ll . N l s a1
200 280 360 440 520
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James D. McCurry

Agilent Technologies, Inc.
2850 Centerville Road
Wilmington, DE 19808-1610
USA

wE

RESEEHARLAFAESPESASERASTHRKT
8. EREANRAZEEN/TRERNE, FTHREXE
MHEGHAENACFERSBERASNARERER, BT
WSS BIMEEEES .

I

e HE KL T B i = o Rl TN 2 R B 2 G B ST
PEE Sy, AR RIS = S BCR IR TG PR 6
5y WIRR M B AR P DA B R T P A7 1 40 -
AR P S R M B A T A xBTS R 4 . T
e, WAH S e FIBC 5 rh i A o 10 R o0 B i i
TR AR TT R

RiF (5988-6686CHCN)

° R, BBiLE, WE, R

SLYSAR SN A — M R R AAC T, HAEYEH 2 N,
N-[1,4-piperazinediylbis (2,2,2-trichloroethylidene)]
bisformamide, ®E&®EA 6.5%, FiR{LAYHh Il
R R (CAS {HEM 54 26644-46-2), HEE#anE 1
FioRo B W ARG M2 4 3R LR . N-F R -p
JFN Atlox 3406-F, Atlox 3406-F & —Ffefe FH 4k
B B BRI BB B R R PRI A B 5 B A AL A
HLIE 35 /T I FH 2 AT RE S 5 5 4 B A et I BE 7
HHIRER (1],

Cl
Cl———ClI
——NH
HN——
Cl————cl *Optically active

Cl

1. BERHLFENE, B-LEHRRETESPHEEES



IeERSY

& 10% (v/v) REHIE G P CHEER, HT%HE
f& 1100 RINEH ARG T ZARGEHHEZ I THL,
TOUE, HABhEEREG, HEIRA, HERESIERSN W
WICAS ISR . A BT AR 1 TR,

GR5WE

2 AR AIEC G AR, %A a8
BR, £ 75 580 7.8 43 h Z MLABA TR

MR 58 X A € T 1 HH B AT LA EE A A ST iR L 520k
iR, & 3 AR RIIPUFP LR S . X PYAS S5 wT
Vhsr A wixt B A B G A e e, S, RFIR, S

R 1. BAESHRNE CEMRER AN, TH R IR AR IR A
RS RN A, Hik, BT S, RFIR, S&#H
it Zorbax® XDB-C8,150 x 46 mm, 5 uym A= —FERY, (E@IE BBl TEll— AR, 5
(p/n 993967-906) HEl & R, RS, S&H, BIlIAEEGES,
REHEA. 0.1% FBEKAR Bt UL e Syt B AR i, (4 BV A
HEhtEB. Zi [\, H LAY RO A N RE 2 B X Lot i iR, B
AR - 0 440 30% B; 7 44h50% B; S —/MEIER . A, X S e A A RN N T e
10 53 95% B LA AT LE R A G oy B, Xt b2 R
IR 1.0 mL/min MER R, —/NRNEEEAY, —A ik,
ri=a= g TmL FEAERRES, SEATERRIA L BRI IE
Hig: 30°C
iz ZHRER
EEikK: 254 nm
EEIEE 10 nm
SERFK 500 nm
SEIERE 40 nm
. 7.757 min
7.554

mAUi e /

40{

30{

27 254 nm

10; w

0]

0 ‘2“‘l‘l“‘(‘i“‘g“‘1‘0“‘1‘2“‘1‘4min

2. SRREREMASHRURENESHEEE. REEED 7.554 59450 7.757 FHOMMEHRI RO FFEE
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Mirror Mirror

F ‘i F T
HN) kNH HN) kNH
H——5CCl ClsC— 7 H ClsC——H H—~FCCI3

L/

H~}ﬂcm3 R H*}ﬂCCIg cl,e—4H
(NH HNﬁ (NH HNﬁ
0 0 0 0
(S.R) (R.S) (R.R) (S.S)
I
Meso structure Enantiomers
no optical activity optically active

3. MM FHBEFENNMESRIIGEN. IRARGIEEE LARINFM M ESRIE

&k SE M

TERE €1 TRk A — gy SR B #IER 5 h im P2 4 B 1. McCurry, J.D., and Zavitsanos, P., “Analysis of
. R 5 . Components, Contaminants, and Impurities in
OXFTIIAR N TR, AN 5 58 2 FORE il s L 057 Fungicide Chemical Formulations by GC/MS
Koy BTG PR o R AR A BT, (58 FH R Y SO A 4% and LC/MS,” Agilent Technologies Application
(RN G T LA 0 25 5ok 7T DL A% 5 4 8 ks i 1 Note, Publication 5988-6085EN, April 2002.

Moy,
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Coral Barbas

Facultad de CC Experimentales y de la Salud
Universidad San Pablo-CEU

Urbanizacion Monteprincipe

Boadilla del Monte, 28668 Madrid

Spain

Andre Dams™

Agilent Technologies, Inc.
Amstelveen

The Netherlands

Ronald E. Majors

Agilent Technologies, Inc.
2850 Centerville Road
Wilmington, DE 19808-1610
USA

"Rt

Andre Dams

Analytical Consultancy, Amstelveen
The Netherlands

=

AZXBRAUK, PEAOCEAZTYIRERHETU
365 nm AEMEME RO BERRESEHEETE 6.5 54
HEAMOHEHSREREEY (B, B, G T G,) XA
TEEHE.

g, Am%E

m

R (5989-3634CHCN)

LS B PRI R AR R R R, XL
AU A REA R, T HEABRE, SiE
(Sl ILETE ) FBORIEN. ASEre, #ilhws
J— P AT A B (] 5 WL A 25 B i HL T B
MR XMT A R TR A 45 10
), anferl, wRh . TRZFRIEWLLR P A %+
RER L ARk, bk, A SRR IR AR NZIEAM, R
WML T RAESEERN T ROA RSSO i
H, B ot 8t 35 3R 1 B ARSI PR SR A E R AR

LR

Harc et 18 Fg i wizs, [HicH WSR3
#h#E3E Bi, Be, Gyl G, MWL R TE 1,
H R By A O e o ZUFN R R RSG5 AR
FIFBUES R, BERS PR RE T HA S B,
afif) K th B3 B & MK A AR R AL G, TRE
tk, BRHIETEN. WEE. ORI AR A7,
I HAE K i R A 10-20 mg/L, H P EZ IR A(E
265 nm 1 360-362 nm iAW R Z 5 (£
10000) . HI T BREEINGK TRE™EZIE,
PRI L 7 1 255 A € T e 40 Hir vh 225 R, )
F##h S Bl By Gy G & H SRR ZE S,
P IS CAS TG AR R A28, Sl ssR
AR, el AR sk i 14 B

prn N

E He
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HEHEXG HHEE G,

B 1. BRtEYRBSRNILFEN

BXREREREY

ek, WROHEMREZIM, mA, BTz

HFZ*H@F&ﬁﬁﬂ’ﬂﬁ%f’ﬁﬁ%%ﬂﬁ%ﬁﬁiiﬁ%ﬁ, (MRS
RN, BAT, fECRRIEIAR ATk,

RFB oy A3 it 3 R B K HEAE C18 B &40 Lk
I RA G TS 8 [1-4], 1 H K Z M 5 RokkLie
SORHRY 25 JEDRKHY G EAE , and- 4 R /v
R, AR A G, XM A RE A SE AT 5
it IR E S b ORI EUR A HE AR TR 4 B 3%
RAFHAR 53 B RE . (EABEIE Y, FA HE X Fp
AR B LLLART 5 6 S AP A SE R R TE W b,
2,

300 G,
250 B,
200
2 1501
< 150-

100

iUt

1 2 3 4 5 6 7 8 9 10
Minutes

2. {#/ ZOEBAX XDB-C18 liEN B EHM Bt EMENS
EHTRENE

112

L

wEw: ElER, BT Sigma
Aldrich (BfEE, FHEF)

LTS

ikt ZORBAX Eclipse XDB-C18, 4.6 mm x 150 mm,
3.5pum

TRt A K/BEE/Z 8 50/40/10 (V/V/V)

iR 0.8 mL/min

HiE: =8

iz, 365 nm ZAp LI

HHE. 10 %t (0.044 mg/mL)

ZR5Wie

Fra M thFmELDK, BB, O =705 A

EhAH, (EANE] 5.5 4 BhNSEEL TR 8, R

PR EIEAMEM, T I (hex = 365 nm,

hem = 455 nm) SASIE LRI H H 2 Be 1 Gos
JBREAS I 7 2 mT s

B

1. R. Schuster, G. Marx, and M. Rothaupt,
“Analysis of Mycotoxins by HPLC with Auto-
mated Spectroscopic Confirmation by Spectral
Library”, Agilent Technologies, publication
5091-8692E, www.agilent.com/chem

2. A. Gratzfeld-Heusgen, “HPLC Analysis of
Aflatoxins in Pistachio Nuts”, Agilent
Technologies, publication 5966-0632E,
www.agilent.com/chem

3. L. Ferreira, E. Mendes, and M. Oliveira,
(2004) J. Liquid Chromatog., 27 (2), 325-334.

4. E. Chiaavaro, C. Dall'Asta, G. Galaverna,
A. Biancardi, and E. Gambarelli, (2001) J. Chro-
matogr. A, 937 (1-2), 31-40.
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Angelika
Gratzfeld-Heusgen

wE

iliﬁﬁ%ﬁﬁ?u?mﬂl“ﬁ%i% ﬁfﬁﬂ%’% Gz, Gi. Ba.
Bi. M. #ihER A, FRIREMEFIRE R,

HiF# e HE R AN mRE e, M s
FIFEAHRAERM BN MDY, XEHER
HA @y FRIFEA—ARZ S AT M HER
B2 SRR T o Hr IR IR, 24 B AT E AT

. [ZF (5966-0632CHCN)

KL WA L ERh, i ELARAT—Fhs st A e A A
A PLIE b & RARR AR, KER o B R R H0E i
B AT (TLC) HEAToy AR, SR i 80AR € B AT
HER 5y B RE S AR o AT I (RO, (o LA 2
KL 2 R . PG 2 AR i o SR T A R BB A
MF-BeRIAIk ] ppb g 122 AAGIIK-F-.

HmElE

B S AR 7208 07 2l E T Y . A E BRI A
W SN R IR i Rl 25 0 P ADIRAR 2 B 4. T — 1T
etk rh gl T fah b RS2 & PO & 0.

mAU
20-
{e]
15 5
FLD:).m 365 nMm = =
10 Lex 455 nm 2
5 :
DAD: 365 nm
0 ZAVVS . . .
2 Y o © . 10

1. BREMIRARUESTEUER
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BilRH

RSN BRIHRR B Sk, Ry, &

AR R AR

Wy, TRy, TOAETISE et B A A R (1

MIPR 1-5 g/kg

e . \ v B REERR <0.12 % (G217 10 7
BT TR, S5 S oh T ok AR Eiﬁigﬁii;/rf?gzy“

- oo - v Ly S kY N V2 < . 00 - {
TGN 2% Fe SEAS IS . 25 I IETE B 18 A —FhB iy et 10
HAETH, LMt EA-AT I T ARAEBEFIAS IS 1-500 ng

AL 30 pg | 2 ng
Bl R BRFE Bil& M
EHMEZ G. Gi. B, R, &H. AR * R4 Para. 35, LMBG*** Hypersil 0DS, 100 ~ 2.1 mm id,
Bi. My, M, &40, A LR 3 um RIRIER}
K/BRBR/ ZF& (63:26:11)
SHEBARE (EFER 100% ZRiE sk EiLHE)
#=iE: 0.3 ml/min, 25°C
ZHRERESIHIEE: 365/20 nm
RAHNZE (FLD):
BRI H 365 nm,
KK A 455 nm
HMEZ A /Y. mH. TR o R#E Para. 35, LMBG*** Lichrospher 100 RP18,
Pkl 125 ~ 4 mm id, 5 pm FIfRIER}
o BERER 2% ZB/ZRs (1:1)
o BFRE & 1ml/min, 40 °C
* Si0, &1L FLD:
o BE/ZB (91) B HME KA H 347 nm,
KK A 480 nm
EXRFEHEN a4 o FFRER Hypersil ODS, 100 ~ 2.1 mm id,
* Sep-paki{t, 3 pm FIRIER
o FF/WER (9:1) SEAR K/ BB/ Z B (5:4:1)
« AOAC 985.18:3 =HBARE
a-EXFBHEBINEKRTR RIE: 0.45 ml/min, 45°C
B ZHRERESIHNIZE: 236/20 nm
FLD:
ALK H 236 nm,
REHIKRKA 464 nm
BHEXR EREIS o Extrelut ¥4k Supersher RP18, 125~4 mm id, 4 pm F{21E#

* RERERR
o BE/CRZE (31) %K

114

7k 5%-95% ZfE

. 0.6 ml/min, 40°C
RGNS 270/20 nm, FE
Lichrospher diol,

125 ~ 4 mm id, 5 pm FRER

o/ RHE (95:5) WARE

. 0.6 ml/min, 30°C
ZIRERFIRMZE. 270/20 nm



mAU Pistachio nut

T

Time [min]

2. EREMRARNE I AFFRPHEBER

12§

Agilent 1100 %%

. B
ST
. HEHRER
. HERA

o CARERESIREINES
THERALE TR+

Angelika Gratzfeld-Heusgen &% HEEFHE A 14

Waldbronn fJ— 4 AR

SE 3

1. R. Schuster, G. Marx, G, M.Rothaupt, “Analysis

of mycotoxins by HPLC with automated
confirmation by spectral library”, Agilent
Application Note 5091-8692, 1993.

2. Lebensmittel- und Bedarfsgegenstandegesetz,

Paragraph 35, Germany.

115

. Official Methods of Analysis, Food

Compositions; Additives, Natural
Contaminants, 15th ed; AOAC: Arlington, VA,
1990, Vol. 2.; AOAC Official Method 980.20:
aflatoxins in cotton seed products; AOAC
Official Method 986.16: Aflatoxins M;, M; in
fluid milk; AOAC Official Method 985.18: a-
zearalenol.

. Farrington et. al., “Food Additives and

Contaminants, 1991, Vol. 8, No. 1, 55-64".

. Official Methods of Analysis; Horwitz, W., Ed.;

14th ed.; AOAC: Arlington, VA, 1984; secs
12.018-12.021.



ce0 @ @ oo fEHRTIER 1260 Infinity FERITNHSH

fe&

u% RE
BIRRBEARALSE,
ERRETL S TEL L
SRR (TE) BRAT
1

tETEFZARAENHEHESE

R BRE (5991-1565CHCN)
B & Rl

Lu
0.18
B1 |
0.16 |
0.14
0.12

01 B2

0.08

0.06

0.04

0.02

=z

EXBMAREY, BRNFEAT—1TEFIERGRERNSY, EHRESTENSEE
B, H3EHR (LOD), EEMR (L0Q), ENY, EWEEFEHITTHEFEE,

amaY, ERERRERTEEESERRIRARREMEZTE., AERXBERET,
HZMNAAT-HERUENHEREHESROEERUFTERERIETOLRNT .
HmAYREFMNMERL, RAEREANFITEREMIORMETUE, ZHTE
AHERENEEEAMTEERMER, FALEZRNERRUFTETEENSE
GRE.
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&

EHESERMHERSENESNEEYR. IMERES
EHEEEEZHTSELE. 89, BRABEHEMHEK,
BARTEAFENEHESEZNE U HzE, HPEMRK
MEEMESE B1. A, REEFMEANMEBH Y P EH
E5Z B MEEMTEENE, BF, WHHL B1 BIHNHEME
“ME#MSEEER B2, 61 M G2 WSO SMHENMTE. FIIER
BHTERESEE B HERYNAY, RRINESERARITFE
BI7E 2.0 2 8.0 ug/kg (ppb) 28, LIAMHEHEFTELAER
VHESEEZE 4.0 2 15.0 pg/kg (ppb) Z (821, E FDA HIE R M
SEREEA 20 pg/kg, AR EREHA 300 pg/kgl®l, PEELR
GBT 18979-2003 MEMMEMBES R L EMHRELA 1 pg/kg*l.

HESENEBEEARBRIE-RARNNTETH. B2
TELEHESFRAAKRPEFSRERAER, IUFER
B—EMITERARBENTEARSERMEEC], BRI
REBOITERERRAER THITHFRUFITECT, X
FEAREFNRGE, ERUARSHRS, LMFEEAEIIHYL
FRAERABMEANSRRME, FRTEXRETETHES.

H—MITERERER LI E RGBSR KHTITERR, B
TARRERERFHERER, MUAIHAERETSEE, F
BERYE LSRUFITER E U AR LS,

ERXBMARES, HNERER 1260 Infinity MTRAEELEZR
GERET-IRERENAFLMEMESE B1, B2, G1 M
G2 KSR EITE R ARNF &, XN EEEERIE
HE EMRATLATNE RSN EEEANER.

28

LML 1260 Infinity BHABBE RS

+ Agilent 1260 Infinity T3 (G1311B)

« Agilent 1260 Infinity 7/ B Zhi##28 (G1329B)

117

« Agilent 1260 Infinity #i848 (G1316A)

« Agilent 1260 Infinity % £HTUZE (G1312B), EBEMRERN
(8uL)

- HEAMFTEREWIFHRICLCAELAE, £5 (PHRED-
HR AUFTER) HETEEERBTRIEHEOSHAR
MENOZIE,

Bih

Agilent Poroshell 120 EC-C18, 3.0 x 50 mm, 2.7 um (p/n 699975-302)
FEFEME (RIDA® Aflatoxin column) MIETF4EE Biopharm
N

0w
OpenLAB CDS ChemStation Edition for LC & LC MS Systems,
Rev. C.01.03 [37]

ARFnRF

A

i (HPLC ) MXFEIAFE. #4/kHEE Millipore 27
MilliQ B4kl & 25 H &

FRER

HHBEEITESR (99%+ B1: 1.055 pg/mL, B2: 0.327 pg/mL,
G1: 1.082 pg/mL and G2: 0.309 pg/mL BETFRZE/Z 8 (98:2))
EF Supelco 27

B

EXAMERMETAMBE. MFEEXMERAEERCER
0] LR ERMEERPINES FARE R LR 4 MR AEm (RER
BERFE 1), FRERMEXMER (8% 9.00 ppb B1 71 0.6 ppb
B2) MXF Trilogy A7, EREREM (A% 457 ppb B1, Hit1=
MIREAH) RETER, BEICHESR (2010 P EHENEHT
HHESERN) WETFAMAE,

#ainEmnblE
FRERRELS: B 10 uLARARBRET 10 mL %, ZRTES

T, REEKBRK (5050, vv) B8, ZERBBMTREER
WEBEARRER:



x£ 1. KERA

RERS 1 2 3 4 5 6
B1 0.1055 0.2638 05275 1.055 5.275 10.55
B2 0.0327 0.0818 0.1635 0.327 1.635 327
G1 0.1082 0.2705 0.541 1.082 5.41 10.82
G2 0.0309 0.0772 0.1545 0.309 1545 3.09

HmAE: MogHm (WF2) fM05g SUMET 50 mL B
BH, N 25 mL BEE-KAR (70:30, viv), RIESE 1 54,
5000 &0 5 o8h, B5mL EER, AN 15 mLk, #BLE
20 mL ARET R RFEIMERN -

£2 #5
HE EL S MARE K RERNELRH SHE B

EE (g) 5.03 5.00 4.99 4.96 4.98
SRR RUMER TR it R4
1. B 2 mL B4KiE NV ikt Agilent Poroshell 120 EC-C18, 3.0 x 50 mm, 2.7 ym
2 BESUMESMABMEL, BHREE 1 B/D, BRER (p/n 639975-302) -

iﬁi}ltl,ﬂlj\ﬁ i)?l:lizj]*ﬁ 7k/$@$ 65:35 (V:V), #FIF
EIErE: 13,5 min

3. B10omL Eéﬂﬂﬂ(;%étd\*I, %‘-%:ﬁ’ﬁﬂiﬁﬁ ik 0.4 mL/min

4. RESIRHTSHES MVERHR 10 BUHET IME A3 B A HHEE: 0L

BN . . Hig: 30°C
5. 0.5 mL EREELL 1 /RO , i #
g;ﬁ%m FRALR/DORRARNE, WRAREHR WiNZRSE: Ex.: 365 nm, Em.: 440 nm, A  1.16 Hz,

18810
6. FEEIEHTRHE /M S 2 Pk RT R
7. [EBEBEBIIN 0.5 mL B4k, RIERAS
8. 0.22 um FERELE
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SRR

FERLRATEMNMERESRIVER (5 4 HiRE, BEE) #
TTHRKSZEEHE (A6) #TTHE, £RNE 1, REE
IEETNERNMAERESEATE 135 FHNIAERIFHES
28, BEPANEIEEEERARE, XIERHTHRET
AITEREPNITEEERN, ATRIERBHREAE, 6
FERARSHRE, XSBTHRIEEELTHT .

I EARAR B E E T

ERER GRERF 4) #TT 6 REENAITERETRRAS
RERERY, ERETRBEE RSD% H/VF 0.15%, EER
RSD% 394 0, EERERERFHRBITENREE, EEER

g, ERERAR3
%3 (REFEFIETREL S (n = 6)

RSD% B1 B2 G1 G2
RERHE 0.14 0.14 0.14 0.13
IEER 0 0 0 0

PR (LoD) FIEEPR (L0Q)

BRERR 1 SRERF 2 BARAE RN BT I E TR TR
(LOD) FIEEMR (L0Q) (B 2a 71 2b), ERIZBIEMRLFITIIE,
LOD BX S/N=3 9K, LOQ BX S/N=10 BIikE, £RAK 4. &
RER, BAENREHRSTEMAINTEHZER GBT 18979-
2003 HEX.

G1
G2

B2

B1

T
i

B 1. BA#E (48) NEHBEFNERELRE (EE)

B1
82 0
i S/N=223 wrare
i G1
i G2 S/N=14.1
oo SN=96

B2 2a(k). 2b(T): ®HE (LOD) FIEER (LOQ)
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4. WHR (LOD) FIEER (LOQ)

Lt

B1 B2 61 G2 ENTRARENRER GRERA 2~6) HEITIAETEL MY
(B 3), 4 HEHESEMNEMEXEF RIY >0999, LEREET
LOD (ppb) 0.019 0.010 0.041 0.018 %5,
LOQ (ppb) 0.084 0.037 0.192 0.080
] B1|
% B2
’ G1
G2 ! :i_
| y ;" ../\-. 'i__
B 3. 5 MEREREREEEEE (KERF 2~6)
%5 4K % 6. tRERFIRHREE
B1 B2 G1 G2 B1 B2 G1 G2
HEEF R 0.99999 0.99999 0.99955 0.99979 PR 58.0% 69.2% 60.7% 62.1%
IR 52.8% 74.7% 63.6% 64.6%
BEma
Bl =

A ERRE R AR R BRI BT RNE R E#HT
REMUEUEZAREMGEERE, EREETR6 B, AL
BRRERMMGHSUENEREEFTRIFN B, ERE
RS MELE, B R EETE 55~ 75% Z I8, tb B EFviE
RIAH PR EHIE (70~110%) BER.
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LHERMERSIRNERNRS GRERS 0) EEENL B 5 AMEERRRS (I6) IREMATRNRE (58,

B, BIRERMAERLCERMAEAMLS, RRAREE  ENAEXMERTEE B1: 9.00 ppb, B2: 0.6 ppb.

FAMETGIES BHITAIE, £RER, RN ERBER

fﬁ;j‘;g m%i?; . ﬁnf ; ﬂ']aakrugga ;'; gﬁ*;”_,;; b HAANHEHESENERERS, TUED, HTFAR
SETEs, ST ' %, WHEBTMRE RS SERTHIEEIRFHAE,

RFREFERFNSE.
B1
B2
G1
2 G2
- b, e et
B 4. EXMHER (AE6) HmEEARER (FE)
B1 f
B2
B 5 MiEEAMER (AE) FfFEMAEANER (EE)
il B
B2

=

| o J\

T T T T T
i £ H b i+ Ll

-

B 6. ZHEHR
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MECR-MENSY, FHEBRM, BF, BROESER,
BETFREZE 2010 R—#CIEH, £ “RE" BHEKIEH
ESTMITIE. B 7 ARECHER (ER) fMiRkmR (48) 1
BIEE, TUEY, HOMHBRTFCERYPASHERESE,

B1
B2
G1
G2
B 7 BFECHER (BE) IEHESERER (AE)
TR EENELERNE 7.
%7 BHRTELER
&8 EXH ERERH FEMAEXRH ZHE B
B1 K 0.680 4.036 2.839 K
B2 Fig 0.227 0.381 0.538 Fig
G1 E X irfu] 0.987 Fi 0.693 E X irfu]
G2 Fig 0.271 e 0.100 K

ZRIOBROZN, SEERSBESENERNELSENR
WM&, RALALEEBERTE,

INGFIHE

EXRMARED, BRNFLT—MERAGRNEERITERE
ERARNERVUERRERPEHESEE B1, B2, 61, G2HA
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&, AEEMRENMRY, ARHRMEER ETETLHE
PUTEMMER, RIEX SRR, W77 5T R B
WESSERTHRESE. LERUFRETERE, REEA
REEE, MARRTEADTUFERETENRDBRMA,
BRANFITENT R BURTEEN RS ERK, E2(018
AT ARYFATHE R I TE AR AR ZEK



SE 3k

(1]

(2]

(3]

(4]

(5]

(6]

(7]

(8]

(9]

“Determination of Aflatoxins (B1, B2, G1 and G2) in Corn
and Peanut Butter by HPLC-FLD Using Pre-column
Immunoaffinity Cleanup and Post-Column
Electrochemical Derivatization”, Application Note,
Publication number 5990-9125EN, 2011

Commission Regulation (EC) No 1881/2006 of 19
December 2006 Setting Maximum Levels for Certain
Contaminants in Foodstuffs. Official Journal of the
European Union 2006, 49, L364, 5-24.

Action Levels for Poisonous or Deleterious Substances in
Human Food and Animal Feed. Industry Activities Staff
Booklet. U.S. Food and Drug Administration, Washington,
DC, 2000. http://www.cfsan.fda.gov/~Ird/fdaact.html

AT EHESENNEREENEME L SNRE R
RN EE, PEARKIEERIFAE GB/T 18979-2003

Sydenham, EW., & Shephard, G.S. (1996) in Progress in
Food Contaminant Analysis, J. Gilbert (Ed.), Chapman and
Hall, London, UK, pp 65-146

Coring System Diagnostix GmbH (www.coring.de)

“Determination of aflatoxins with Agilent 1290 Infinity LC,

Agilent 1260 Infinity Binary LC and Agilent ZORBAX
RRHT 1.8 1 m columns by FLD after electrochemical
derivatization with a Coring Cell”, Application Note,
Publication number 5990-6167EN, 2010

Papadopoulou-Bouraoui et al.: Journal of AOAC
International, Vol. 85, No. 2, 2002

e A REFEZ58 2010 A, —#B, 343 7T
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BRI FE R0 5 AT AEE AR R R B B 5

.o. o .o.
0%
c 0 @ . . ® o o
0e®,
.® ® °. 85
3]

Michael Woodman

Agilent Technologies, Inc.
2850 Centerville Road
Wilmington, DE 19808-1610
USA

wE

RIRE, RTORMEHFHRREABRMBTHORE, END
AREBHES, WEXRFARNHER, FRE-ROHRE
. FERAFRMEFT AARNERRSNAE, WAE
S, B%. BN, BENE, ETRSAAEFREXSN
Y, SEETERLEFTK. X2, BNEFE—HFN
FMHRHNLRITHE, LERRIRBREHREERN
SEENHHE, FIEMEERENHEE.

518

JF AR ] (QC) k4 % SR T X ARk, LR
AHISLEEFIN G315 B o O i BT, (ELAE 23 #T
ReRRE D, Bl FUR A REZ B, R L
LRI T A B sh LA il A Ak

124

R A (5989-5178CHCN)

B, M ES Bl St — Pt dm ikl . f£
5 8 10 um B2 kAE LRI, andc A /v
RAEDRHY BRI N TR, 3 rTUASEIL G RIS
AN 791517 I T R b S AN A e i )
Yokl QC S ik AR AF ML 2y o £E 75 i S ANt
FSRUREE, 5 UL IR A P i R A
IR/, TR TR —RYRZH B

FELEFL S i RIAI RN, A T E15-5 B8 BE AN 52 5N,
FATRT LRI/ A K B DR R A2 . a5
JERE B A SR A AN S bR AR AN B8 L, % HPLC &
GrtiT A BRI, RAE SR ERECR . filan,
—AR 5 um Fife. 250 mm ARG IER AT LARE 3 um
b, 150 mm FER AR, fms2,
RS SRR LU BIARSE, WA IX PR 1A B Ay
AR 2y B RE D . TEFITERE R B bbb, FRH., Jn
R LA EhiE AAR S LR 9 s, BT LR
HIBCERAE— B N ikt b ia T, QIR E
FABEAR T, DR RAEU% W 524 & .

EAHFNEY:, 55—/ LC/UV (UV/Vis Y24
FHiEAHEL, LC/MS (AH L RE/ Bt ) & IR B
I T REBUEE &, BmEE e e .



o3 Bl H

£ MS T, NN SR BEAR A 2
WAFIN, R, CRARE G B AR K
/N LB AR . ARl AR B SRS fh
KRN 1,

AR AN AR08 NI A R0 2L FAIRTA TR TR RE
I HLAn R B T AR AR TR T B 8% o0 A 4 T AN
L S Sy DA S 2 A= o [ OF 7 = O SO A 4
(1M AR B € B AL A/ IR L A B BEAY: 1, A
) VR L 5] R DA 5 € A A A S R LA AR €2
WA R E RS R, WX 2,

X

?ﬁs*}j\& 2 . =

XA, E LR &M T — BT LS BIR AT A TS
IEEE R, SR BRI TRA R, EREH
E-ESHMHEIE, F—, 2HBERENKR,
HE EHATIHUL, 44 S van Deemter [1] Ffth A Bt
TR E Z MY A s 9, Rl W 2RI
AN BRI X SR B B B AR G HE R S

Van Deemter K EF45 tH THAE — R YIS H 2R
ABECEFGRN, AR X B TR LR, &%
28 WOk HPLC HFE kv, e fefhsk
B, ARG R AR N . B
UL, UL van Deemter [EIRFE b &5 &l B 2
IR Z ., — Bk, Bdmy 8T m, gall
FEF R, B TE Y R, ATUAE B SR
BBl N BR A 411 50 B 5 RE
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5 B A W B A SN O e
bt YA AR . BEEAE A RAIPE(R, Gk
e P P 7 e B L BB PR . AR m] I B Ty
RISk, TG 7 g et — BB, P
BORUMESMETR, BIESCERfE N, p Rk
PR DA R R RS D 25 R A O A AR

X EEVERL S B, I AT R IT 46T B B B ARl sy
Bk, REHFHAVALSAEIE N, IR 5 4
FIBU N BRI, SORIRFFHEERERAE . A
A IR AR THEZA SR LR (%) Fombh R
2R XKE, BERBUERIHBIE TS i e AR AU A R
T IERERTHIBE BE S5 vy, TR 75 AR B i A
AVRARANCEE . FRATHIE 3 SRFHEBE

:| (%3)

AR REREEROC, IBR REAR R HLoy 8 BB/, Ty
HOBE BE R AT BB o B, (AR, JA 500N
FERNN, REPEFRIK. Eodritifnssr B evr
HOYEE A, AT DA e S R FE I (R SRR , (15
BEEERERIRAR,  th mT UATR] 28 A BE I TR RN

2R % - %
#HER

G 8 R RE BE R NI i, X R A
Bk R T, FISE R B2, R TARA K,
ZEMR, FHEESS HERRERE. kEZE5~10
ZIAI, X AR W, i X — Ve R
i AA R, LUTRIEFrh, BATRAER S Rk THE
AT TR DRI AE R



SEIERAF

EX7
Agilent 1200 ZFIHESE LC, BIF:

G1379B AR SH

G1312B ZT & SL

HIRIRH G1367C HiP B Zhift#ese SL

G1316B #EiE#H SL

G1315C UV/VIS ZAREM SIS SL, MBS BIEEHSIH
32 fiL ChemStation, B.02.01 fit

Bl
Agilent ZORBAX SB-C18, 4.6 mm x 250 mm, 5 pm
Agilent ZORBAX SB-C18, 3.0 mm x 50 mm, 1.8 ym

N
HHHE:

K48

ZESEE 1% BRI
20 mM BEERAY Milli-Q 7&K, USRI pH = 3.65,
5, 0.1% BB Milli-Q /K B&

BERM
BEHE.

=3
1. FERESH. MIHER. METEH. HEE. XPE. LK. FEE
WARAEREY, WURRER-K (1:1) BB 50 po/mL MIAH

2. BREIRE, EERBREKRER applicable

28%/HBE. MEMMELSBIEE,

U S

1 H{EFEIR 30C Y 4.6 mm x 250 mm. 5 um
ZORBAX SB-C18 & A4 |- fiff FRHA 8 2% (i is 1 111
gERL, TE1% pH &M T, LACHE AN, K
FRERFNILALRER 7 SB-C18 Kk F3R15 T R BH 4 &,
LA ER A ek, 7€ pH 2.5 [ISHET, X FF L
EWIR S B 2, RS H AL A I F M R T
ERAER R AF . A, FEEARIY pH 4T, MEEHE
RS R A TR R, mTREREME AR HRREL . 7ot
LI AIEX — 0L (BRI R) , 2k
Tt E S . FHEOKIETT pH, B PR %
i, RENSEEERAREIAY pH (E, 1R ¥T Re R oL
kRS, FFHGE AT MS A&,

SRIG, ARYETIERL, Rbb@lRs s dcfnitiml, 805 3%
#:3] 3.0 mm x 100 mm 3.5 um F1 1.8 um @ik
BRI TR, EHIFHE T 3.0 mm x 50 mm
1.8 pm SR AR EIRR R, S5 R WE 2, itk
— BB TR, $Em TisiTelE, s s A
e (WL 3 FilEl 4),

i
ZORBAX SB-C18 4.6 mm x 250 mm, 5 ym
- 30°C
WhE: ZIERETE 25 EhME 10% FHZE 50%, 7k 20 mM BEERIETR
MUEKIE pH E 3.65
| BEHE. 28% LI/ HERE
mAU | @ it 1.41 mL/min
] 2 Hf: AR ERES- K (1:1) RMRFESIA 50 pg/mL, HEHEEH 15 L
600 - i BHSWAE. 375 9%
] S| RuE4 UV 230 nm, 10 mm 13 uL F@itr, SiSER 2% (B
500 4 £ (¥4 4 SDADDS000006.D)
400 | 2 o =
] = § 0
300 g g £
] = 83 g
200 ] g E @
100 = -
0 = J JL
T L L L L A A
0 2 4 6 8 10 12 14 16 18 min

1. BREHRIFIZ 4.6 mm x 250 mm 5 pm ZORBAX SB-C18 il FHIBE S E
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mAU £ £ £ %i
200 5 5 g E
150 | § = g S g g
< 2 % "
100 % § e
L
0,
_50 -
05 1 15 2 25 3 35 4 min
i
ZORBAX SB-C18 3.0 mm x 50 mm, 1.8 ym
iR 45°C
BE: ZREREESSAE 10% F 2 50%, K44 20 mM BEERAR, WS /KA pH £ 3.65
BERE. 28% ZIB/HBE
iR 0.6 mL/min
B PR AL FRER-7K (1:1) SBAEFHIRL 50 po/mL, HEEEH 25 L
BH R . 9 24
isallE S UV 210 nm, 6 mm5 pL @i, 7 0.12 mm ARNEENATHRSE, SEEE2F (R&HE)

(@S2 £ SDADDS_3MM21004.D)

2. BRAREERINFIZ 3.0 mm x 50 mm 1.8 pm ZORBAX SB-C18 @ittt LI ESE

£ £ E
8 S =
s = = 2
mAU - g S g ;;
175 4 §
@
150 4 2 i S
125 4 5 g N
2 s 8
100 4 - o E
& = &
75 A ) = 2 2%
50 5 =
25 g
0 _
225 1
0 02 04 06 08 1 12 14 min
E1ud
ZORBAX SB-C18, 3.0 mm x 50 mm, 1.8 pm
iR 45°C
HE. ZIBRETE 1.5 M H 10% FZE 50%, K484 20 mM BEERIAT, IAE/KIET pH E 3.65
BERIE. 28% ZIE/HAE
it 2.0 mL/min
Ha: FRfEmILERER-7K (1:1) iAMRFHIR 50 pg/mL, HHEEH 25 uL
BRI HTET ] 3474
T4 UV 210 nm, 6 mm5pL i@, % 0.12 mm AEREEMNR TS, TREE 27 (&)

(#iEsz 4 SDADDS_3MM31029.D)

3. BAREIFRINFIZE 3.0 mm x 50 mm 1.8 pm ZORBAX SB-C18 @ittt L EHEN B
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0.933 - Vanillin

mAU

849 - Aspartame
1.071 - Benzoate
1.136 - Sorbate

0.452 - unk.

C

1.484

> 1.320 - Benzaldehyde

i > 0.624 - Caffeine

oS o
T
i 0.297 - Saccharin
i

=
=5}

04

o
o
[N
o
=

% 0.121

3
ES

1.322

= > 0628

=
()

0.625
0.850

0.935
1.070

mAU 7
300-
200
100

03

0.227 - Acesulfame K*

min

1.321

0

EL
BIERMRLE 3

"SREMHERNBERS RN RITEERN REEH TR £

Hm: LEMRERER

min

PEAREEEAR, 200z REYME, REBER, HHE 250
TEARBESEEAR, 200z REWME, REBRE, #HE 251
(H(# ¥ SDADDS_3MM31029.D, SDADDS_3MM31043.D, SDADDS_3MM31044.D)

B 4. HREHFINFIZE 3.0 mm x 50 mm 1.8 pm ZORBAX SB-C18 @itk F S EEESE

Bl 3 FnE 4 HeaiEEd, #ERREA 2.8%, ik
3.0 mm x 50 mm 1.8 um AFEFESE IR, 55
& 57 4.6 mm x 250 mm @A FisfTRHAREL A R
KIFEE . M —BITHR, 1.8 um A H: Y 2%t
B ECh 12000, KT 250 mm 5 pm @GREEAER
24000, 4 B RIS IR FTRE Siad Tilt BRI A o,
CRAR TIAFIRE R, DARAES BN G ke 51
WM EAER, 5o, 5 1.8 pm HEH I &
LA I, B PR 3 4, X
SRR AL I E o AR EE,

128

Gk

xR BRI TINE AR LR, RS0 2 um 3
R B (R Zod B, A B TP IR 47 3t B /LS £
P, EDREFR 50 B BE AN 52 M Y [R] IR RE 5 454 50 B
i) o P HESMA BRI DL A A B 138 S s A 4
B, WRORIRA R OR oy B R, JRRRLo) BTt
], FATE LU WX P i Fe e vl LU 40 #r 47
TORE A R R IR A 4 o AR T P A R 4
B AL T R A (R, Yol SHEA TR



S5
1. J. J. van Deemter, F. J. Zuiderweg,

A. Klinkenberg, A. Chemical Engineering
Science 1956, 5, 271-289

[\

. The Influence of Sub-Two Micron Particles on
HPLC Performance, Agilent Technologies,
application note 5989-9251EN, May 2003
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ZIE =B REBMRFT GC/MS/MS 24T 175

.. HRGHE
"o o o  [if(5990-3578CHCN)
0%
e @ ‘ . ® o o
0.0
o o
° ° aa%e

BRI (splitless) Bz, #H#EEH 5 pl, HENHES,

GC/000 B#HEHEH 1 L. HHAT GC/000 B REFEF0E
EiL GC/0 MEMERSE, TERBTEIERTERT
HrB%, AW, GC/000 £ MRM EX TREMBHFLE
WITOH, FILMBATE GC/Q %% DRS 43t 900 7

fe&

Philip L. Wylie and Chin-Kai Meng
Agilent Technologies, Inc.

2850 Centerville Rd.

Wilmington, DE 19808

USA

HE

FANBTARERE 7890A/7000A GC/MS/MS, A%
REKHER (MRM) 947 175 g ARGB LN A, ER
BN FESRT AERE. kRHER, FRHENHRDR
¥ GC/MS (GC/Q) T EH o LAE#THIBH LR,

GC/Q ZREREFRA (SIM) fieAfHR. 2REHXN
TERCARECHBERMERY (DRS) K RTL RERMA
SiTFRYOKIEE#TENR. GC/0 BEFSEX#HO, X

130

KL REGFIHEBRETIHIE.

518

PRSI — AR AT S5 . TFEX &R & AER AR
Ve T LA = L AL A I, FE S
FIHREUE R, 40 QUEChERS 4% (K1-3) , Hi
B SR A E R R I, i fb 00, 1%
BT ARy, XAEEE 23R EAR Mk 25 Kk
AU o R 22 A B AR PR AE 10 ng/KG (10 ppb) 5%
FAK, FTUATRZE Al 2R M F B o ir o



MTEA GC o HTHIRE, 1R 2 S 5 R PR B)
BAR AT IR . X TR BEVER 2 5— 100 ppb
fde 2y, (i GC/HPUM (GC/Q) A5 Fn DRS
UL RTL R 25 N b P BRI (4—6) 4T
JEE L, HEEE ORI AR FRAS R, K25k
23R HBRA 5— 100 ppb, TR £ 58 243k B rp Bk
RGBT, LA 7890A/7000A GC = IUALAT
(GC/QQQ) HHf+ %,

ARSCLLER T =R S o AT A 22 Fhefe Ve vh A 25 5%
B HT . IBRFIARINBRFE VA 251 GC/Q
BRI (SIM) Fnadditiin DRS #4101, RFERD
FefnH GC/QQQ 1M £ I M ill (MRM) #EA0% 175
Fhfe 253t f o0 M. IXFRICRTLAXT GC/Q #1 GC/QQQ 47
BT AN [ 4 VB A ot v I &5 oA 25 IS I O 47 bl

B,

bR A IR A i B2 B R 5 5 25 A8 B ]
(U.S. FDA, CFSAN, College Park, MD) F12& [E 4 V.5
(USDA ARS, ERRC, Wyndmoor, PA) 24, &5t
QuEChERS [1-3] J 2Bt H & S B &t
REHIHRIR S 4.6 sofEit /2T, USDA HRHEFIFE
ik QUEChERS k&I, H2FCHEE 1 it

g8

LU H GC/Q F GC/QQQ KIS e 1 Fn 2
FIH .

F 1. GC/QNBAITRYE

GC
Elizes
i =]
s
HHEN

AoREXHROSH

BE

#HE

HEREER

SRBFEREMS R ORE

RASREXHEOSE
FHBRERF

#HE

HRER

SRAF R B RL ORE

IETHERRF

AR HIEA

SRR HELSR (PCM)
PCM £
S

353
RiPEE

353

fRimise

EE
EHRE
R BT
REEFRNZE
#x
EERE
BFREE
TARAT iR
HE
RERE
HEETF
SIM HE3 Rt ]
REBFHRA
AR

131

(L 7890A R

TR 7693A R RHERE
FHERX

as

iE{THAIE 18.420 psi ({EEE)
2 psi (RARET)

250 °C

Helix WEEREW (5145 5188-5398)
1L

30 mL/min, 0.75 min

60 °C (0.01 min), X 700 °C/min F+Z 280 °C
(R#)

Helix HEXFW, (F145 5188-5398)

5puL

30 mL/min / 1.25 min

70 °C (1 min), 4 50 °C/min F+Z150 °C
(0 min), BX 6 °C/min F#Z 200 °C (0 min),
L 16 °C/min ##Z 280 °C (5 min)

2 BomEE, Hh—EH — ARERAH
AR

a5, EEE 2 Bans

iE1TRY 4.0 psi, K¥RAT 60.0 psi

Agilent J&W HP-5ms Ul 15 m x 0.25 mm x
0.25 pm (EB45 190918-431U1)
ERPESWEN RSB E

2.0 m x 0.25 mm Siltek XiE A
(Restek, Bellefonte, PA)
HEOSMTEZBER—MEk
(&R4-S G3182-61580), LiRipHEiAE
80 cm x 0.15 mm £EF | AFEH (Agilent)
W5 RS MSD ZIH

2.705 mL/min

FRESTRSET 8.298 H4h

RHE 5975¢ R, DFRER

El

280 °C

230 °C

150 °C

100

A/D=4

1

4-25 ms

i

2.5 94

(BETm:)



1. GC/Q UBRAWHRME(E)

RWREH

B ]

Kig

B EPC £
HEEOEN

bANCs

DRS #f4
EERER

FERK

ik

RIEITRIFEL 5 4
280 °C

60 psi

2 psi

LR GC/MS L TR R HI 5 2R
(342 G1701EA E.02.00 SP1)

Agilent 345 G1716AA (Ver. A.04.00)
NIST MS #% (Ver 2.0d)
BHRitBERRIDAIEE (AMDIS)
(AMDIS_32 i 2.62 H{E . 5 NIST itk
—it8 — Agilent ##45 G1033A)

NISTO8 (Agilent ##4-5 G1033A)

REFR AN LT RYEIRE
(Agilent &S G1672AA)

£ 2. GC/000 B HTRH

GC
Bt
iz 3u]
#HE

g5
HREN

BE

HERER
SR RR B R
TEHS

FHERF

EREHREHA
BB EPC S

8H) EPC [EH
Pixiitsa

AimE

LHEIE 7890A £5

LR 7683A MR REME

DR/ ADFE

Helix SUELTFNW, (145 5188-5398)
a5

IE{THAIE 18.350 psi ([EEER)

1.0 psi (k)

250 °C

1L

30 mL/min, 0.75 min

FF (20 mL/min, 2.0 min)

70 °C (1 min), X 50 °C/min FZ 150 °C
(0 min), X 6 °C/min FZ 200 °C (0 min),
L 16 °C/min FZ 280 °C (5.5 min)
AR (84S G3186B) — 44T
HARIPE R

a5, ERERREEL

B1TRS 4 psi, RMRET 80 psi

Agilent J&W HP-5ms Ul 15 m x 0.25 mm x
0.25 um (53445 190918-431U1)
—IRERIE, SRRk
(P42 G3186B)

2.0 m x 0.25 mm Siltek £iF L AERE
(Restek, Bellefonte, PA)

—mEEE O, Bk

(BB4-2 G3182-61580)

65 cm x 0.15 mm E£EFHAEE (Agilent)
—iRiERT AR (345 G3186B),
H—intERiE

2.688 mL/min

REREHE FESTHHET 8.298 min

ZE BB RIEN Agilent 7000A %5

& El

IR 280 °C

BFIEIR 2.3 min

BFREE 300 °C

TARAT iR Q1 #1 02 =150°C

MRM 18 &4

MS1 S ¥z 12u

MS2 S ¥z 12u

HiESRE 1.5 mL/min, & 2.35 mL/min

R &S

R FRIEATRHEEL 3 min

IR 280 °C

B EPC EH 80 psi

HEOEN 1 psi

0

HiERE Agilent MassHunter B3R &84
(Ver. B.04.00)

EHENHT MassHunter Workstation MM TERE
(Ver. B.03.01)

EENHT MassHunter Workstation & & 47k 4
(Ver. B.03.01)

ZR5WE
EMEE

A GC ZGEMER T 15-m x 0.25 mm x 0.25 um
Agilent J&W HP-5ms UI #: 1, JHLAMfEEEiE1T
RHEACARUER TR T 5 s . XA T5 R 4 i
70 °C * T2 5 GCIAFIA TR E, Had, 1HTt
PR o SR S, AT % 2 k&
TELRI PR W LA T A7 B i

K RO T 26 R (4,8-9) i LRy, HAX
SES ol S A A . U R R RS
FHEOx ey U R (EAE Sk (BefRP ) o, 3 B
. REEAEREE. HEkelsbi TS FE
S BB TR LIRS TE .

RS BANE T A o JLB AR B A0S &
B T RWRIER (4, 8—9), GC/QQQ RZGH T
ARk, GC/Q RGtis MR iids. Pifh A&
ik, srirkEERERERME R E D, WARSP
EBH T — /BRI A B O . B 1 AR T R
AL E

132



7693
‘ B
A | i
7693 HEmiE

5975C MSD

1A. BT scan 1 SIM i GC/MS EEF a) ZEAHHED, b) 2mx 0.25 mm £ELRPHE,
c) H#EL, d) 15 m x 0.25 X 0.25 pm Agilent J&W HP-5ms Ul #, e) MRS R
8B, Hh—RBZH, §) STEEHER (PCM) EFHSSKEAFEE, g) 80 cm x 0.15 mm %

ELRR
7683
=
$ ihigse
B 7683 Hm# - Aux EPC
7000A QQQ

1B. GC/Q0Q £/ MRM 5347, EEF a) ik, FHMEHD, b) 2m x 0.25 mm HELR
4, c) gL, d) 15 m x 0.25 x 0.25 pm Agilent J&W HP-5ms Ul &F, e) Tt
L, f) SRIAAE. o) 65 cm x 0.16 mm HFLRAH

133



MRM37 i

AL B 5 T DA 175 Fiveg B A 253017140
Mr. TRMLE&EHMA transitions &M, FEHAL
L7 % B RREE R

% 3. 175 FRZ; transitions WEREFSEHET

T2
LA EA R B E REEY FE¥
EAGE i 15.371 181.1 152.1
Wk 2k EH 11.403 282.9 219.0
FZg 8.507 188.1 130.1
3k 9.247 262.9 192.9
AR REE 10.908 123.1 81.1
AR 6.581 200.1 122.1
FZ A 13.248 215.0 171.0
REATRS 14.835 160.1 771
AERR 5.842 292.1 264.0
a-~EIREk 6.025 181.0 145.0
R-AEIER 6.595 181.0 145.0
>-AREHREI 7.266 181.0 145.0
b 14.428 181.1 165.1
KREE 9.186 205.0 132.0
R 10.020 330.9 315.9
ZERHB 11.261 358.9 302.9
Eop T 14.320 183.0 155.0
SEf 10.617 79.1 77.1
SR ERE 13.316 157.0 121.0
SH-I7 11.410 372.9 265.9
-k 11.010 372.9 265.9
-5 8.562 230.0 160.0
RS} 9.376 230.0 160.0
y-873 9.314 230.0 160.0
R-EHE 10.779 267.0 159.0
IR 12.706 139.0 111.0
MR E 4.323 191.0 113.0
HEE 7.395 265.9 133.0
E277 9.606 196.9 168.9
RESTE 8.284 286.0 93.0
Xk 13.051 268.9 205.0
EEH 15.859 362.0 109.0
g 9.694 2121 123.1
RIEFE 6.887 243.0 109.0
e 16.144 163.0 1271
L] 16.212 163.0 91.1

134

CE
25
10
40
40
10
10
15
20
10
15
15
15
30
30
20
15
15
10
25
40
20
40
35
40
20
15
15
40
15
25
15
15
20
10

15

1271
184.0
160.1
190.9

79.1
104.0
128.0
132.1
160.1
109.0
109.0
109.0
166.1
187.9
285.9
284.8

76.0

51.1

75.1
263.9
263.9
195.0
195.0
195.0

81.0

75.0
141.0
230.9
107.0
2709
177.0

81.0
151.1

79.0

91.1
1271

CE
30
25
10
40
20
20
30

20
30
30
30
15
20
35
35
35
25
40
30
25
25
25
25
40
30
10
20
40
20
25
40
10
30
15

(#ETR)



EERR EERR

LahEmMm {REBEFiE) HAETF FEF CE BT FEF CE
ELET 16.273 163.0 127.1 5 163.0 91.1 15
ELE 16.307 163.0 127.1 5 163.0 91.1 15
NSRRI 15.208 181.1 152.1 30 181.1 1271 35
SEHE 16.381 181.1 152.1 25 181.1 127.1 35
SR8 2 16.463 181.1 152.1 30 181.1 127.1 35
SEHE3 16.531 181.1 152.1 25 181.1 127.1 30
SEHE 4 16.558 181.1 152.1 25 181.1 1271 30
BE%x (CREREZR) 9.721 300.9 222.9 25 300.9 166.9 40
DDD, o,p"- 12.170 235.0 165.1 30 235.0 199.1 15
DDD, p,p'- 12.841 235.0 165.1 25 235.0 199.1 20
DDE, o,p'- 11.241 246.0 176.1 40 246.0 211.0 20
DDE, p.p'- 12.007 246.0 176.1 40 246.0 175.1 40
DDT, o,p'- 12.882 235.0 165.1 30 235.0 199.1 20
DDT, p.p'- 13.492 235.0 165.1 30 235.0 199.1 20
g 12.054 169.0 57.1 5 169.0 112.9 5
BRR 18.016 181.1 152.1 25 181.1 127.1 25
HIRES-S 6.303 88.1 60.0 5 88.1 59.0 20
FAE RRHEE-S 5.230 88.1 60.0 5 88.1 59.0 15
ST FRm RS 15.432 208.0 102.1 40 208.0 89.0 40
HER 1 5.957 234.1 150.0 20 234.1 192.0 10
HEH 2 6.127 234.1 150.0 20 234.1 192.0 10
TBER 7.226 179.1 121.1 40 179.1 1372 20
REH 9.694 262.0 216.0 15 262.0 123.0 40
HER 8.067 279.0 223.0 15 279.0 205.0 30
prd ot 9.199 123.0 771 20 123.0 51.1 40
44 -ZGFFmW 9.593 139.0 111.0 15 139.0 75.1 30
nga 2.905 109.0 79.0 5 109.0 47.0 15
ZS X Btk 3.367 171.0 100.0 25 171.0 136.0 15
Sk 6.269 206.0 176.0 10 206.0 124.0 30
W 11.926 262.9 192.9 40 262.9 190.9 35
—RER 8.080 134.1 105.1 15 134.1 77.1 30
3 15.934 125.0 97.0 5 125.0 65.0 25
ZH 7.260 88.1 60.0 5 88.1 59.0 25
RES 11.586 130.0 102.1 15 130.0 75.0 30
SEH 13.377 173.0 109.0 15 173.0 65.1 40
TRk 7.660 240.9 205.9 20 240.9 203.9 20
Fraod 11.308 2409 205.9 15 2409 136.0 40
mA 12,570 195.0 125.0 25 195.0 159.0 10
FiAmER 13.377 271.9 236.9 20 2719 116.9 40
FANEF 12.366 262.9 193.0 35 262.9 190.9 35
BN FIRE 12.956 249.9 2149 35 249.9 1419 40
B FIER 14.116 316.9 101.0 20 316.9 245.0 20
R 14.333 157.0 77.1 25 157.0 110.0 15
HAR 5.632 276.1 105.1 35 276.1 202.0 20
Z Tk 12.997 231.0 128.9 25 231.0 174.9 10
R5eh 5.357 158.0 97.0 15 158.0 114.0 5
IER 3.963 183.0 139.9 20 183.0 108.0 40
(#ETR)
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AL /EA
PR
R
vl
i
FIEH
T
ERW
Emm
FUXFEE
FUXFER2
REE
A
AEHER?
FIEE
REEE G T 1
AIRE R - 2
REH

Hh RS
REtE
FEtEA
HELEB
ANEE

HER
RiEES
RER

i

FRE S
AR

Popiti

W

SHES
i
o.p"-REHHF
p.p'- A &S
=
ERH

TR

IR AR
Wk
T

X
FEIHRE
TEER
REF
Ek
TEFEEREER
RELSEER

REHE
13.329
11.803
15.222
8.650
9.030
14.503
12.780
9.552
17.202
17.412
7.321
16.571
16.741
16.944
17.412
17.480
10.807
6.934
8.379
10.474
10.352
6.168
13.702
7.660
14.211
1517
10.813
11.776
14.876
6.710
9.396
11.146
13.730
14.442
9.450
3.782
14.923
12.848
11.539
12.210
9.633
8.284
7.761
4.459
6.866
6.283
9.016

EERR
HiidET

218.0
303.1
139.0
2849
271.0
181.1
292.0
278.0
167.1
167.1
306.1
199.1
199.1
328.1
250.1
250.1
1471
246.1
2719
183.0
352.9
283.9
1711
204.0
187.0
161.1
2131
376.9
171.0
181.0
1731
145.0
2211
2211
162.1
127.0
271.9
408.8
408.8
175.0
2911
263.0
264.9
249.9
2749
264.9
295.9

TR
FHF CE HEET FH7 CE
109.0 15 218.0 79.0 30

80.0 40 303.1 154.0 20
111.0 15 139.0 75.0 35
269.9 15 284.9 239.9 35
109.0 20 271.0 260.0 5
152.1 30 1811 1271 35
156.0 25 292.0 109.0 20
109.0 20 278.0 125.0 20
125.0 15 167.1 89.1 40
125.0 10 167.1 89.1 35
264.1 5 306.1 206.0 15
107.1 30 199.1 1571 10
1071 25 199.1 157.1 5
259.0 30 328.1 189.1 40

55.1 15 250.1 200.1 20

55.1 15 250.1 200.1 25
1031 5 1471 76.0 30
109.0 15 246.1 137.0 5
236.8 25 271.9 116.9 40
118.9 30 183.0 154.9 15
262.8 25 352.9 281.9 20
213.9 35 283.9 248.8 25

AR 15 1711 85.1 15

911 10 204.0 121.0 40
124.0 25 187.0 159.0 15
119.0 10 161.1 146.0 5
121.0 20 213.1 185.0 5
361.9 20 376.9 93.0 35

771 25 171.0 1241 10
145.0 15 181.0 109.0 30

99.0 15 173.1 117.0 10

85.1 5 145.0 58.1 15
1211 15 2211 9.1 35
141.1 40 2211 169.1 30
133.1 15 162.1 1321 25
109.0 10 127.0 95.0 15
236.9 15 271.9 116.9 40
109.0 20 408.8 299.9 25
299.8 25 408.8 301.8 30
112.0 15 175.0 76.1 40
109.0 10 2911 81.0 40
109.0 10 263.0 79.0 35
193.9 30 264.9 155.9 30
214.9 25 249.9 142.0 40
239.9 20 274.9 204.9 35
236.9 10 264.9 142.9 40
245.8 40 295.9 262.9 15

(#ETR)
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tEMEm
IR E KT
REXBXRT
3E-d10
REAFHER
(EES
RS
RRFRBE

B AR
ZHIEAIERE
FAE IR
BEH
HiR
5ERK
pedited
R

BB Rt
KRER
ik

ML TR
EE
AR
37
TEMER
TR
e
B Z 8
FRm
TEEIER
MEHER
TR
R
W
Bz
2,35.6-MEXHE
SR
gl
izgarl!
REZHR
FE B
Tolyfluanid
HER
SR
WHER = K EE
Z Eg

REBEE

15.703
15.798
6.863
14713
10.861
5.961
14.855
14.259
10.332
9.138
10.983
11.953
5.164
13.858
6.676
6.948
6.975
11.878
15.439
15.351
14.272
10.827
6.832
13.994
6.473
5.902
13.180
1.687
5.110
1524
20.525
6.890
6.907
5.293
11.478
14.299
14.421
6.161
8.392
10.623
7470
13.241
5.808
13.865
8.311

HIfFEY

183.1
183.1
188

183.1
274.0
2310
182.0
160.0
318.1
290.1
283.0
207.9
120.1
135.1
2141
138.0
173.0
162.0
360.0
2211
340.1
146.1
236.9
123.1
2011
322.0
3220
261.1
202.9
1771
125.0
231.0
2141
230.9
329.0
164.1
164.1
125.0
265.0
137.0
268.0
161.0
306.1
326.1
212.0

#
FEF

163.1
1551
160
163.1
121.0
128.9
111.0
771
166.1
125.0
96.1
63.1
771
107.1
172.0
110.0
145.0
63.1
96.9
193.1
199.1
118.1
118.9
81.1
173.1
146.0
97.0
137.1
83.0
1271
47.0
128.9
104.0
158.0
109.0
107.1
107.1
47.0
250.0
91.1
183.9
134.1
264.0
169.1
145.0

137

CE
15
10
10
15
10
25
15
30
15
25
10
40
20
15
10

15
40
35
10

10
25

25
30
15
25
20
20
25
20
25
25
15
10
20
15
20
25
10

35
25

HisET

183.1
183.1
188

183.1
274.0
2310
182.0
160.0
318.1
290.1
283.0
207.9
120.1
135.1
2141
138.0
173.0
162.0
360.0
2211
340.1
146.1
236.9
123.1
2011
322.0
3220
261.1
202.9
1771
125.0
231.0
2141
230.9
329.0
164.1
164.1
125.0
265.0
137.0
268.0
161.0
306.1
326.1
212.0

TR
FEF
168.1

165.1
186
168.1
125.0
174.9
75.1
133.0
182.1
233.0
67.1
99.0
92.1
771
104.0
64.0
109.0
98.0
194.0
149.1
97.0
91.1
142.9
95.1
138.1
65.0
156.0
163.1
142.9
137.0
79.0
174.9
132.0
122.0
79.0
135.1
135.1
79.0
93.0
65.1
226.0
91.1
160.0
233.0
109.0

CE
15
10
10
15
20
10
40
15
15
10
40
25

30
20
15
35
20
15
15
40
30
30

10
40

20
20
20
10
10
10
40
35
10

10
25
35
15
20
30
10
40



HE MERK

WA RIS MMeRiodd GC/Q et SIM
R, il 22 FEE BT 2 b RE D B a5 (i
Tt A AR SIM 5 2SI 170 4L A
Y, BATTERLEN 60 M4z, HALEDEN 4
MBS, Scan iU A Nz DRS #{FK 927 Mt A
¥ RTL A 25 K N o3 Wb T Bt PEALEE

RIFEREAE M FESLAE T890A/ T000A GC/QQQ R&iis
F MRM #%3% 3 Frfl S5 AT/, 515 b 3EEUk
H170 PR Z5bRifEth &k D@ e AT T, b 11 A
5, WREM 3.33 ug/kg (ppb) F 6670 ug/kg, 7% 4 4l
o praE R,

R4 ERHE MNTRHRBEENERE, 95H Ge/MS £83#m
DRS 4#7. SIM AFXFEF0 GC/000 fn MRM S,
(H X R AUBEAZ)

GC/Q GC/000?
5pL (SEA#HED) 1L
REDR RARR BYR/AD
FEH scan+DRS  SIM ki :3n)
kT 0.38"
nEE 0.75>
AER 2.3
t A% 0.53>
44— EHFH 129
Sl 24.7
o,p'-DDE 3.7
p.p'-DDE X X 240
o,p'-DDD 9
p.p'-DDD X
o,p'-DDT X
p.p'-DDT X X Sum =45
130
i X FEHEN FHEN

a LAMMESRERBITHERMURERTF, EAHAL MERTHEER459/mLiT
b. EEERRFRERRMERA R

138

A E

FADUARAT B iR A AT E B, BRLAER 4 (USRI
Izt Ay il L DRS T4 /£ SIM £t (6
HEPRIC X)o BT = IUAT A RIER, Bl
AR TR T 1% B R AR AR
M), MTHSEET TilkEE, WREEH A 4.5:1 (45 %
HE P IRGEE 1.0 mL ZEHR), FRLABESASS DA
bk BE AL 2ot XA A - LB FEAR T

Sl 3a T DRS ek, BdRETRAE 927 ik
A%, SIM 1 MRM H{UXBRTF 175 A~ BErfLE.
% 3 v DRS #5F fenazaquin, SIM F1 MRM 24+t
AEEXERY, XWUEH GC/MS i H DRS £
GC/MS/MS H bRt & WAl i ik T B A& 44 2 o

TEVEtAE MR E A, GC/QQQ A&l = ANk B
T 1 ppb (ug/kg) LAY, = MREZL(LT 5 ppb
L &Y. BOEdhZd SRRk £ 4 3.33 ppb,
DRl el 45 i TR R Y & R AR . Dby p,p-DDD
1 0,p-DDT /J MRM transitions #H[F]., T4 2
AGF, FRLABA L A&t RS,

B 2 Bow, (RS MRS 2R 42 p,p-DDE
HIE BB (m/z 246) I, S sd B4 fers
e, ZEM2E (B2B) b5 LIRS 1A
A, & 2C BorlE—#E&H GC/MS SIM #5illfy EIC

(m/z 246) B, fF%Ebk%) 10 f5Fars.

AHEE N GC/QQQ fE4r T BARfb &by, 1
XA RS LR M 1 pL ARG R T %A MRM
tailklg (E12D), kb GC/Q SIM 5 uL #EkE (5" LL 375)
SHEAFEY L (434) (E 20),



A [2] lon 246.00 (245.70 to.. geimioas | B [11] [_GCMS_PT]*Amdis extract... [= |[B]3X]

Abundarice 12437
45000
40000
35000
30000
25000
20000
15000
10000
5000
D_ T T T
Tirne--> 12.00
¢ ===y D 15— 2601761
2] lon 246.00 (245.70 > ' )
= t S/N =375 15<) e 46051754 S/N =434
13|
12
i ETAI=238
20000
15000
10000
5000
T T T T T T
o : : : : . 138 1.9 12 121 122 123
Time-> 11.73 12.51 RERE (54

2. A) p.p’-DDE EEEF (m/z 246) H scan BiERE, MRLGHEHAS bt 5 pL AT FREH. B) 5 A HRERZLHER. C) p.p'-DDE
TEEF (m/z246) B SIM FRIRBF, MREGWEAE bit 6 pL AFFREH. D) GC/MS/MS FHPEESEM transition (535!
= 246.0 701 176.1 5 246.0 70 175.1) , HEH®Z 1 uL AR FREHE, RREFE PK-PK SRELFE R transition EREED, D FF
4 transition BFHILLHIH 23.8, HiAEH p.p'-DDE

FHEFH GC/MS SIM 5 GC/MS/MS MRM tt i, A2 GC/MS/MS 4l p,p-DDE HY transition
23, HTE &M transition 246.0 5 176.1 [y
fEME AR K, TRl DA/EMRT ppb AYZKF AR
p,p’-DDE,

3 FLR T & FhJE b 10 ppb p,p-DDE A GC/MS
SIM F1 GC/MS/MS MRM 4y BIAS A &5 . Ao Ml
SIM m/z 246 [J EIC, # Wiy Bl&sER, HiE. A
Z . MHERGESE, RTULE S5 0T 0 40 1% D0 % i 5
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EIC (246) MRM

dance |on 246J00 [245.70to 2. 12 — 246,05 176.1
£004 104 — 24801751
- 3 08 EFUHI=235 S/N =448
400 R Lo
A B
2004 0.2: ------------------------------
0.0
it i 014 : : : ; ;
0 T F"“* — T 18 119 12 121 122 123
= 11.48 12.45 FERE (54
dance |on 246000 [2B5.70 to 2. | — 246.0 5 176.1
84 — 246.0>175.1
500 by 7
. g: BFILH =229 S/N = 211
400 HE % 4]
Boso N
200 L T 1
bt 0
0 T M8 M 12 121 122 123
- 11.48 12.45 FERIE (54
dance |on 246000 (245,70 to 2. 1 246.0 - 1761
BO0A r gz |— 246.0-175.
071 EFHHI=233 -
400 < 061 S/N = 446
A3 < 051 |
044
200 | R T R I I
ol L N LN 024
0 0.1
T T T u I T
> 11.48 12.45 o
dance |on 246000 [2B5.70 to 2. 18 M8 12 121 122 123
FREERE (4340)
5004 U 1— 246.0>176.1
L 3: — 246051751
i \ 61 BFHH =236 S/N = 456
200 ) & % i:
] ““rlll.a.-. “r" 1. ﬁ I N
R PN
D T T T T | T 14
- 11.48 12.45 0
dance |on 246400 [2#5.70 o 2. 18 119 12 121 122 123
SKEEREN(435h)
GO0+
141 — 246.0 - 176.1
400 :i — 246.0 > 175.1
% 0.8: %?tkﬁ'l:zzl.(] s/N = 260
200 Ex 5 06 i
"v% 0.4: _______________________________
I:I T T T T T T 0'2: ______________ /_\( _____________
= 11.48 12.45 0.0

11‘.8 11‘.9 1‘2 12.1 12‘.2 12[3
SRERTIE (540)

3. %88 5 #EFh 10 ppb (10 pg/kg) p.p'-DDE A GC/MS SIM F1 GC/MS/MS MRM £ FI#EMKZER
3, EfZ SIM m/z 246 B9 EIC, BRTFHEREZ, HMR GC/MS/MS Bll5ZHEB, &
transition & (246.0 5 176.1 71 246.0 5 175.1) p,p’-DDE MIE3EETi%, PK-PK {SEELLM 241 E 448,
HEHERE 1L
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EiniRERY

SRR RS T F AT Y 1 ppm HHEE. AER
A GC/QQQ B AR, B | WHEHRIY,
e 1A 9.3 ppb, Kl 4 EIR 3.3 ppb £ 6670 ppb Y
FERMERIE 2%,

RRHEF

Pt 75 10 o0 BT S PR AE: it R S0 S e R 4B
B B0, RBUERPEFIHA YR R {5 Gl &
R ORI, AT S5 g IR, TSRS
AR IR, XAREEREE GC/QQQ, HA QQQ
Yrh XARDBERIE, SRR L4, HE
B EG G (AR R DURAT)
DERIIH A 229

ZHEM T000A R 5B S 5975C [RFEMIE =
TURFA P A TUMRAT . AT LAy BN E 350 °C F
200 °C, B4R EAE S A w i Ak UL & AR b
THEIEVE.

B 1k Rk g8 B IR DR B R A T s A B
Wi fT 2 WAE T, M aniE 1 BoR. FriE BN
RAERENIBITE R Z)IG, H 3—5 s phitRliEE40%E

1 FH&ZEE-11 Levels, 11 Levels Used, 11 Points, 11 Points Used, 0 QCs,
y=-0.0030"x"2 +670.6288 “ x - 343.7991

MESE Ok ies s Atk ) BIE D
K, R/ IMESR He o 3X A 5 [ B SRR i T4
e o IR LI S P HERE DR 23 dc e P HERH 2%

ESERGEA TAER, k%7100 % 1 pL #FHEE GC/QQQ
ARG, FEF MS A HBAEM @, FHiE 300 &
GC/Q HtFEfG, o FrAEAndidE AR 24, W%
S e AAERIE LT, X Se R T T s B,

g

LHEIENY T890A/7000A — T A3 IR VUAR AT 7 b 2 g vt
T AR 255 B REEH HARER . ‘BLL ATk
M= AT AR %L . B E R SR 3244 3Lk
FEAK ppb KX 2555 B mp ATk . 1R % %61
i GC/QQQ 1 uL #HFEEL GC/Q 5 pL SRR L 2
4F, SR, BHEEAER EENRAGNTRE S . A
b, BATHEFE RS HT 22 ASEAHERE 13k A T K AR
. {£ GC/Q aHitA A s> Hriz Ml DRS #fF K
900 A FAe 25 Je N o Wb TR B I . it GC/MS
DRS M 900 &i5gudyrhiiidk, KM GC/QQQ *t/1
AL AER, X EEA—RBIT o FriE =
RIRM T i, HERERA RINRE, FrBlEAEs BT
FACLT B SRR A Z A TR S IR e

A ] — 2749-2399
29| — 274952049 B 45
2.04 Lbfil=62.1 /\ 401 Ray=0.99970460
1.8 35
1.6+ / \ 3.0
o 1.4+ o
12 I\ 2 25
1.0 1w 2.0
=081 % 15
0.6+ 10 4
0.4+
021 0.5 A
0.0+ 0.0
66 67 68 69 7 71 -500 0

R (56)

500 1000 1500 2000 2500 3000 3500 4000 4500 5000 5500 6000 6500 7000

WRE (ng/mL)

4. A) MBRM transitions #2255 E T 9.3 ppb AR KA B) AEFEHRAERMS , M 3.33 ppb-6670 ppb, ZREELHIE > 0.999
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FH=EREMNRET GC/MS B9BL R Rk

. .
o. o .o
0%
o..‘ .‘.o
0,0
[ ® o
° o ° ]
[ ] . [

fe&

Stephan Baumann
Agilent Technologies, Inc.
5301 Stevens Creek Blvd
Santa Clara CA 95051
USA

HE

BT % #{E 7890A/7000A Z5%# Ultimate Union EXH3H)
SERKMMAT GC/MS BRFIRRER, FRT —HHRER
EHRHABILDHANEHRPH=REE, SRR,
ERFABR_BERSREBNSE. ZHEPHRRRTETE
5 FDA (XERRFBHMEER) K GC/MS FHiEHE. & 0.16
%l 2.5 ppm BRESER M RS EMMLME (R2>0.99), B
EITHHE A E] 15 549,
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AR EFENRAZILDBEXE= R =
REERHEZMY
RZF (5990-4071CHCN)

.ﬁi].
HFEEE AR . oM T inER TSGR
. FERZEERNDRT . R EHENEILURES
PG E P ERIE] T S REE, AR
“REMECRESA A EPRRE, ik, FZEK
CL T T &P = R E RV A ik BRI, 4n FDA
FREE LYy = RENE e R W PR & (MRL) A H
Ji4r2— (1 ppm), HAh™ &N 2.6 ppm, FDA
HJ GC-MS ik [1] REMEAR MY = 28 5% B 210,
Y (CRER B, = REWR B AERER) R
% 2.5 ppm, #Rifii, FDA £ 2009 4£ 2 ARUiEN
et 2ok B R IR 5 00T = R EUE LR
FAIRS  3R 45 JBE 4 25 R E 0.25 ppm, DLR UEARS I 25
fi4& MRL #E., Kk, fE8IREE T, FDA Y GC-
MS i 2675 CANGEE FH T 0 ik = T Uk Je Ho 204,

HumAL R ZLE S BN IE R B3 T .

=
=



A 3 HR I 5 4 FDA 119 GC-MS ekt 7
Meitk, R TR Agilent 7T000A Z %51 = B4R
¥ GC/ MS BEFHEA . eleidt Ja i 75 B AN A8 e A i
FREUCRAT AR, l e f P R AT Sk 1 SO 6 T A
FRMREEA, (s iHRITE 16 BN 12755 F]
DA = 8 U B AL VA6 IS 3K ) 0.25 ppm,
Hoe e th LA s By O e, s A,
XN 2 — R TS T HE AR S B = 3R U R 2k
R, & BRI .

S
R

B FARFEERTR P26 1, = BEE. =B&
R — Wk M . = % EUBR Ik e A SR 1R 40 B i
DEA/H20 (fRFRELA 20/80) {RAIAFINIAR, WRE
¥4 1000 pg/mL, fEfFiEH 4 °C. Wity (2,6-
TR H-4-E Mg, DAPC) Bl EHR E A 57.7 ng/mL
HILLRE IR, 1Z0700 FT-il% FDA 753 [1] /AR
VCEChRifEdy . UG R FDA JCIEFR i,

e

SR BT SR 0 (5L 2% A 45 B 2 40 0E /AN 40 U B 4 A48 R
HERAES 7890A “AHAIE(L . Fid B — T B AhAS 2
HI22HE1E T000A Z 51 = RIBEIUAT GC/MS kL
DA 4Efe 7683B 4 A shiR A #EH: S (ALS). 47t/
Aot RE D 2 — K A iRt G5 5183-4761)
F— A FAE B 47 O W HE T T S 4 G5 5181-
3316), JH 10 uL iFE4&F G5 9301-0714) 5T,
FALERE &5 T3 2.

F 1. wESEH

FRkE ZRER Sigma-Aldrich >99% 4
SRE TCIl-America >98.0%
ZREB—BM TCl-America >98.0%
RSB _BE  TCl-America >95.0%
Rt Sigma-Aldrich 98%
il ZZH Sigma-Aldrich Sigma B4LR
(DEA)
i3 Fisher JAER ALCS.
Scientific R
B Fisher BARHEEIER
BEMRLEFA BSTFA S Sigma-Aldrich TEUR
1% TMCS*
(SYLON BFT)

tDAPC (2,6-Z&&-4-§WE)
“BSTFA: W (ZRERRE) ZH 2B TMCS: ZRESRER

xR 2. SHEENUHRENRE

SHEeEETRYE

=y PR 15 m x 0.25 mm x 0.25 ym HP-56ms @it
(p/n 190918-431)

HREE 280 °C

HEED 12.9 psi

e a5, [ERERX, 1.2 mL/min

Y S i 25 psi at 0.5 min

HEHBER 100 °C (4R#% 1 min), KL 10 °C/min & 210 °C

HRE 41 cm/s

ESHMAR 1L

ERERE 290 °C

SHaEEETRY

RRRE MEDEHIER (345 6G3476-60501) HHIAINT
Ultimate Union (845 G3186-60580)

RWEEEE -3.6 mL/min, F 300 °C &% 1.3 min

RiEETRE

BEAR BEhiAE

Delta B F{EIEZSEE 400V

RESH El; WEH R RIS

AFIER 6 o5

RiLiBE BTIRBE 230 °C; MUiRFFEE 150 °C
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S

FREL 0.5 g ¥E5h T 50 mL BN B0 F . F DEA /
K/ CIEHAFREL 10:40:50 BrHHREUZ ], FHH 20 mL
IMAZIFRELFRIRES . Ho, DEA BBy 85 =&
i -FU IR BEAEE A5, AT A7 M52 A A 0 ) JAUE:
DEA 425 T =R & — Wl fn = R 5% —mehemis
fR B, AR GRITEBUATI, TR R &R AT
Mo PR EELE, TG A 54 AL 30
Sy, SRIGLA 5000%4/min B & AR BE T B0 40 B8
FES 10 2 %0E, FF L EiETGEE 0.45 pm LIRJE it
i aSUR/W

TR E

B 160 uL JERE]—/~ GC BEESFERIIH , /£ 70 °CHY
RIRFK R T, MA 600 uL 9 ISTD 1 200 pL &
1%TMCS FJ BSTFA, HEEART, LRIEEE ,
FHAE 70 °C FIEA 45 47 %h,

SEH

= RENE BN UL NFREIAR S T S 5051 T3k
3,

% 3. HHEH
SERBORFSEEE/ RiLA
HRetiE  GEREE
e RT SRM (ms) (EV)
ZREK 12.467 327171 20 17
342 > 285 150 20
342 - 213 150 22
ZREB—BKE 10801 344 - 171 50 22
344 > 214 50 15
329 - 171 50 20
CEERB_BR  11.748 328 - 171 50 25
343 5 214 50 20
343 5 171 50 30
HRER 9613 345215 50 8
345 - 188 50 12
330 - 215 50 4
DACP (ISTD) 11.185 273> 237 150 12
2,6-Diamino-4- 273 - 99 150 20

chloropyrimidine

ZR 51
# Ultimate Union WHZRGH REA

SWRE A AT LA 8 B 25 i b si P BT, el S5
T A 5 INHERE I oD iezs A AR IR 2%, Tl fif
FhEA S AR A TR, AEEA MSD, IR
A DA AR A 20 5 R0 4o A JEL SIS TR] DA o i v A6 285
R, BT R AR T A I 2% P A R, RS
IE F s AT Al A BT n . LR (S T e i 42 il B
AAHAIE LRI T 58, RENS Pk {7 3 Hh 5T
B, FEABUIN, e E s B, IZEPGa S
BB L CATHBRIR o T TP e B 42 il Bl AR ASE B
AT L4 P 5l B - UBhis il (EPC) Bl gl sl
B (PCM) AR HAG Bz il 28 — <, Lol @ik
SR RE TG 1) 1E B P € T A sl AR DI 2% . 76 1E 8 2 1k
ff, PCM B % T el s Tl i (1 ke 3<%
B. R REH, SEOESD TS 1 psi, i PCM
FE AN, MGG AT SR R R 48 (Tl b, JF
WA AR,

—/NRRAR R R A 5 9252 E o A AR ) Hp B £ P bl
I HIE ARSEE . i, RABEA 16 K OTEHEE
&30 kEWH:, PIA kA A KA A Bk
Ultimate Union i#$% (40 1 fizr) , PCM I H4E
R B TE 5 G — > i A H A AR i A I
fi, T HAREERSEREE AR, KR
B AR N, NS kA REEREIT, %R ERR
Wt Re, AR PRI — A AR AR D, B
JINEE A G AT (1 s = FT )5k SE B

2 g5 T AW S uRECE R R E-. Bk
B TR T AN heAE, oo = AN A A2 i
JG— AN BRI, VYNGR — A m T s T
. mEBRT (2) MHRSEE 10.1 5 BIFIG R
W, HAEER— 16 KRGS TR, () /£
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AR R G EARERREAR

DR/ AR EN/RE
#EO %
wen =TI
= Rz BRI 7000A B
1 Jf‘%iﬁﬁﬁﬁ EHEARE SEER
RIFGC/MS
T BFELE
FlgEs

15 K HP-5ms it 15 K HP-5ms it
(0.25 mmid x 0.25 ym)  (0.25 mm id x 0.25 pm)

7890A SHEEIE(

1. # Ultimate Union IX$38Y) GC/MS BEREE

TAEIERE BTE. a b s Z IR TR R B
I 5 RS A AR AOEE BN (R] . fcJE AOZH 40 B
RE, HEERYASHABIFGERMES H . T B
WERE TRV ZE s A S 5%, 8, "L
fEfJa— BB R (b 2 JEFF AR,
X G, T S o SR B E B SR IS A E AR A
PR AR T B RN ), AT 46 Rz A 71 A A
1,

RAXREHR, HEANEAS

Fm-TRR

— T 7 T
10.00 10.50 11.00

T T T
11.50 12.00

9.50
Ha-R%
a= Fiakmk
(RE—MENEIEH 1 7H)
b= HHNEE 4 mL/min
L a b
JL! L] T T T
9.00 9.50 10.00 1050 11.00 11.50 12.00
% ZEAF-FT R
900 950 1000 1050 oo mso 1200

2. # Ultimate Union RARRRERE., LE: RE#HTRKR., FE
EERER (b). TE: SA#EEREEXNEE

: 10.1 min FERR (a) HEFE=ANMEIMNE=E
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EREBRRELNDB ST

BT =FHRPIUMAT GC/MS B RSE, BINFRT
—Fp ks Tkt B B —RE k. =8
SR W . = RER B EURBRIE G, H
BATHHRIAE] 15 43 %h (B 3). Hif) = R ERPUH AT
GC/MS LB &S 1AM R 8 fkfett, & 4 4
T HS GC/MS EHEE A (SIM) fyxtbb, #i5
ERENSTE 0.25 ppm REUE A =R E NIRRT
& hbE & MRM o #r, WAE R AR SIM &1,
GC/MS SIM 7E#PMELALE 2.6 ppm R B T A 2k

LR

—REBITAH ZRERREEMY

+TICMRM [ 5 ™) Soy_12 5 StdD DACP =g
P 2 213 — 314 4" :
§”w4— 12 a0 314 45 ELE
= 28] Lo5
2 | L2
i — _ L1r
1'15 S / BT T 15
i | F1
05 emm K } \ Los
D ;_ T T T T T J |I\_ T T T T T T T
35 4@ 10 10z 104 106 108 T 112 114 116 118 12 122 124 126

3. B SRM S REAMNEMSETFREH (RTICC), RAM=RARRARNMIS M=

LI ZFRBMIRAT GC/MS KA R ARG £ WA R EEENE

32711711 3421 > 28561, 3421 > 2131 _ lon 327.20 (326.90 to 327.50]: 52
-g #1037 Ratio=25 s lon 171000 (170,80 to 171.40): 52454550
2 324 Ratio=48 lon 342,20 (341,90 to 342.50), 52

a

——i——=5=18
@ !_Uﬂ'|‘
oo
& a
[
- o
———

0.2: 7777777777777777777 D e i

123 1235 124 1245 125 125 126 17 ' ' ' ‘ 1305

4. HRIRA=ERBRRFT GC/MS(a) F1 GC/MS SIM EENFT ¥k 0.25 ppm ZREFRMEEML. RA=ZERBIRFT GC/MS &K
TEEFEEY Mm/2327.1-171.1, MEUEFEED m/z2342.1-295.1 (EEEFIEERE 2.5%) 1 m/z342.1-217.1 (ETRH
4.8%), FHEMEEDBTITF (a) . GC/MS EPERL SIM BF%H m/z 342.2, 327.2 % 171.1 (b)

147




REESEER

FE2E Ji

(EAEZ LI Fsy) o BlmA =

T H = Fh 2R bt i, WRE 51108 0.78 |
3.9 1 12.5 ng/mL, T 0.16 #| 2.5 ppm A

Ralk
1.25,

I o R b b ) Y b1 A e ST R i i
2. Bl b AR 6 KM, =RENE R =AU h
L WoRH TARAFI Pk, R2 MIIEARH AL 1.00,
AR 5 R, XFFRE T A PURME AR E R ik
A R g

BIMEZE 0.25 ppm iIKENT, ARG ENREE

Melamine - 4 Levels, 4 Levels Used, 4 Points, 4 Points Used, 0 OCs

% 12]vy=00919%5 + 00146 $410-1] 00287« +0,0039
g | B2 = b seeiios? £ B2 - 090978623

g ] g 325
S N
2 03 £ 275
= 08 T 25
= o7 = 575
1 5]
Eg 1754
154
044 1551
034 1
021 "0s]
014 025
[ o

Ammelide - 4 Levels, 4 Levels Used, 4 Points, 4 Points Used, 0 QCs

12 13
REE (ng/mi)

12 13
REE ng/ml)

Ammeline - 4 Levels, 4 Levels Used, 4 Paints, 4 Paints Used, 0 OCs
1] y=0.0288" - 0.0041
35 R"2=0.99965084

e:
=

Relative Responses

Cyanuiic Acid - 4 Levels, 4 Levels Used, 4 Points. 4 Points Used. 0 OCs
§x10 27 y= 00016 +0.0045
5 4| "2 =0.99953230

224

Relative Respons
~

12 13
R (ng/mi)

12 13
REE ng/ml)

- ERILDBPH=RERERITEMNEER EMEEMNE

BNMEZE 0.25 ppm iREMT, ARSI EHREE

Melamine - 4 Levels, 4 Levels Used, 4 Points, 4 Points Used, 0 OCs
J »=00765"x -0.0013
R"2=099388489

Relative Responses
[ER——
5588

oo oo
PR HEPPPE

o
e

Ammelide - 4 Levels, 4 Levels Used, 4 Points, 4 Points Used, 0 QCs
=0.0305"x +0.0140
1 H 2 = 099955761

=

w
PP

Relative Responses

™
il

12 13
R Ing/ml)

12 13
HRE (ng/ml)

Ammeline - 4 Levels, 4 Levels Used, 4 Points, 4 Points Used, 0 QCs
7 »=00295"x -0.0022
5 R"2=099398223

w o

Relative Responses
w

Cyanuric Acid - 4 Levels, 4 Levels Used, 4 Points, 4 Points Used, 0 QCs
$x1027y=0.0013"x +0.0064
H 2=0.93482738

2.84
2.64
2.44
2.24

24
184
164
1.44
1.24

Relative Respons:

12 13
FREE (ng/mi)

12 13
REE (ng/mi)

& 6.

EERP=REBRRATTEME RN ERZEUNES
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F4. BLOHPH=REBRATEVETERCEGFENEERE il

iR

RHEIRE WA RE T2 ERE

(ng/mL) (ng/mL) (%)

ZRER 078 0.79 101.3

1.25 1.23 99.1

3.90 439 1125

125 12.50 100.0

BEER—BR 0.78 0.86 1103

1.25 1.25 99.9

3.90 3.79 97.2

125 12.52 100.2

ZRER B 0.78 0.90 115.5

1.25 1.22 97.2

3.90 3.78 97.0

125 12.52 1003

HIRER 0.78 0.67 86.1

1.25 1.40 111.9

3.90 3.85 98.8

125 12.51 100.1

#5 EHPETERCEGHENZ=REAERETEDEEREHE

FHRE MR E EEEWE
(ng/mL) (ng/mL) (%)
ZRER 078 0.76 97.7
1.25 1.20 96.3
3.90 3.98 102.2
125 12.48 99.8
CREB—BM 0.78 0.72 92.9
1.25 118 94.2
3.90 4.07 104.4
125 12.46 99.7
ZRER B 0.78 0.81 103.7
1.25 1.22 97.9
3.90 3.90 99.9
125 12.50 100.0
HIRER 078 0.71 913
1.25 1.22 945
3.90 4.49 115.1
125 12.01 96.1
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Ky T HE — BT T2 B R R R B Uk A T R
2k, BRERFER LR T “IRBIE" &8, oW
PR IR L, AR E TR L A A
fE. W tAi) MRL ZRkA =ANRBIA., YHlT
L& iR ek e B MRL B, WHZIE A4
FiA F B LR AR R, X St A B R A YA N
B, M GC/MS T MY B 1 LA A Y A~ TR 51
SR, = RV AR AT GC/MS/MS B (U]
ST MR A8 46 S R M (SRMD) i, I = HR
RPURRAT GC/MS Z Gt T — &K I H KU 75 22
FIFIZ/DFA SRM @38, "LAME K TR e A
SRR TE AN

7 FNE 8 Won T EILWky ASLEy th I PU R 5
GC By E RAMEEE FlE ke, B
ULSE T B R B - dE AT T IH— AR EE, DAEM
P 85 - F e B ] P RE SE A O S HH — B I 7
B, X S R ER P A R S A R AP AR A
#hga TS RIRIA,

&ie

T AE— R G L2 AT g SN =R & =&
MR —MEhE . = SRR MM AEURBRIVIHLE . & JA

BRI, I B S B o W = T R R AR AT
GC/ MS B £%8, *F FDA #9 GC/MS ik 5 ik 47
Tkt AR E A AR ISR AE R, B
BT IR N2 16 5%, BeAl, 53R AR
FDA MR ZEk, B R 4% k%] 0.25 ppm, FF
HAE 2.5 ppm HYIREVGE MR T 0L E &Lk
P, EREREERE] 97% UL L. AT R HERINEE
IR B, 4 BIEH T AL AP A SRM il
I



REC=BREMIRAT GC/MS A R AR —KIBITH

SEH BN FN i

+ MRM [327.1 > 171.1] Farmuls_0_78_5td.D 3071 51711 34215 2051 34215 2131
-g w103 12 467 3 w102 | Ratio=29
1 o ="
3 % 1754 Fiatio=5.1
24 2 154
2 15
= il i a e
—RER 18 B
14 o 078
T s
0.54 0254
o ]
' 124 125 126 ' 124 125 125
+ MRM (344.1 -5 171.1) Farmula_0_73 54D 34T 17T 34415 2142 32315 1711
£ 4103 10,800 3% w102 | Ratin=0.8
2 7 b Ratin=37 7
S g4 g 4]
07 !
0l Z o8
— N I =T
—BEIR—E o 2 08
0.4 T 044
0.3 e -
02l 02
0.14 o4
D_
107 1075 108 1085 109 107 1075 10.8 1085 10.9
+ MRM [328.1 - 171.1] Farmula_0_78_5td.D 3287151711 L M31 51711 L3431 5 2141
£ 5102 11,747 41027 Ratio=75.2
2 . % 144 Ratio=166
i 2
& 92
5 = ]
E
—EX — I 1
=REBR B 2 08
a o 084
w
2 044
N 02
]
D_ T T T T T T T T
1E 17 118 113 16 17 118 113
+ MRM [345.1 -» 188.1] Farmula_0_78_5td.D 51 51881 3451 2151 3301 » 2151
£ w0z 9612 & 4102 | Ratio=07 8
3 e % 1.8 Ratin=68.9
1.6 E )
1.44 oy
©
ERER 1.2 £
14 o
o
e
06
0.4+
" g5 95 46 afs 47 ars " 95 ofs 4 afs 97 a3
+ MRM (273.0 > 99.0) Fornula_3_9_Std.D 2730 990 L 27305 2371
o 4 ¥
§x10 i 11,184 Z102] poiosog
o 254 s 1
E
2 ERE
=T
DACP 1.5 L 084
1 2 s
_ . T 04
(P#R) &
0.5 024
o ]
nis 1Mz 11z 13 11s 112 1125 113
=g o
EEEFEE EEMENSFHRBENEE
- - = S b= sm oo N N s RE S =
B 7. RER=ERHKIMHAT GC/MS BARARE—RSTRIARINFGE: BILTHRIRES 0.78 ng/mL 1=

REERAXIYHEREFRA—tEMETF




£ 4103
2

1.754
1.5
1.254
14
0,754
0.5
0.25

Cou

|11
b
Ty
==

+ MRM (3271 - 171.1) Sop_0_78_5tdD

12,468

04

£ w03

14
0.84
0.6
0.4
0.2

+MEM (3447 > 171.7) Sop_0_78_5tdD

10,803

£ wined

Cou

ZRER_BR

+ MAM (3281 = 171.1) Sop_0_78 StdD

11.751

£ winz

Cou

Dy
=
&

0.254

+ MRM (3451 > 198.1) Sop_0_78 StdD

9613

254
2254
24 9473
1.794
1.5+
1.254
14
0.75 9,755
0.54

545 495 955 96 aks 47 975

+ MRM (2730 -> 99.0) Formula_3_3_Std.D

Relative Abundance (%)

171
J Ratin=2.7
_| Ratio=4.2

LR = FRKMIRA GC/MS BXA R G REE—RIBITHEIRE HEFAIA

L3420 28501 3427 - 2130

Relative Abundance (%]

123 124 125 126

T 3441 142 3287 2171

Ratio=115
Ratin=33.5

Relative Abundance [%]

T 3431 1710 3430 5 2140

| Ratio=74.4

Fatio=15.0

345.1 -»
w102 |

0.2
06
0.4+
0.2

Relative Abundance (%]

88.1 3451 - 2151 3300 » 215
Fatin=336
R atio=8E.0

945 35 955 96 965 97 9.75

2730330 2730 2370

£ 04 1184 Hu02] pogg
S 35 g
5 H 14
24 é na
DACP 15 £ ooe
- 14 % 0.4
(F#R) s <
0 o
5 12 11/ 113 M5 112 12 113
TEBFBE EEMENESFREMEE

8. EMPIREH 0.78 ng/mL HZREBRELX NN EESFHE—LHEREF
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SEM

1. U.S. Food and Drug Administration, “GC-MS
Screen for the Presence of Melamine,
Ammeline, Ammelide, and Cyanuric Acid,” LIB
No. 4423, Volume 4, October 2008.

2. H. Prest, C. Foucault and Y. Aubut, “Capillary
Flow Technology for GC/MS: Efficacy of the
Simple Tee Configuration for Robust Analysis
Using Rapid Backflushing for Matrix
Elimination,” Agilent Technologies publication
5989-9359EN.

3. H. Prest, Capillary Flow Technology for GC/MS:
“A Simple Tee Configuration for Analysis at
Trace Concentrations with Rapid Backflushing
for Matrix Elimination,” Agilent Technologies
publication 5989-8664EN.
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] RAS\Eel/mit/REKARAY BEEY+H
. REFESTRERBAITAH
o
° o.° RZF (5989-9727CHCN)

o ® o
° ® °
[ ] . [ )
& Bim, EREBRPDASEREER. RALNHRTSE
Chiis Sandy B/ REHKARSN, EEBEEFRUEXT, XLERF
Agilent Technologies, Inc. RFREENT, MESERMEURSHEBEEDE. SH
UK and Ireland Sales Headquarters SHetREHEERESEERR. Fit, REEFRES
710 Wharfedale Road RIS,
Winnersh Triangle
Wokingham, Berkshire, RG41 5TP FRASHGE/ ZERLBEARFZREENSHTERE, B
UK EZ2ERESTRERNZ RN BN 5 BRI E#*TIAEER
B, FURSHERBRREHAEEAHEE.
WE

FRNAEERNTBNTRARER 7000 ZERHKIHKHFSHE
RS\el/RtRREARBEEMER (B, #X) ¥ &/ REEAREZRNENES, FoeRECHERRE
MENERGZERTENIRAKSEMN., BATURRE HRAMEHRAPHRREARRTEEEMRRBITIR.
BAREREA, ARERRTHESEUREMBEEREAL
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SR

Bl 1 @ e A M i Y 22 A B

T & (TIC), W

EHTUEIEE S 50-550 amu, Y4FTE S DAt
e, A RERRGEE TG Rs T,

CLELTEE g

£ &5 =

= = 5 =

B 1. SFEYHRNSEREETRE (REHTEE: 50-550 amu)

i 2 froR, AR R AR T AlA R T
AT W I S 8 T e e e B s T A i b A

FHRIRER,
‘ WW
44444 mmmmm#wmm VIJ w
M‘L jwﬂ LLM#MMM
B2 GEfERRMIGHENEREFRACEFREERSH

BEtEFERNHR

Sy

Bl 3 BRGNS 5 S T UL F A R T %
FES PR RIS TR B kAR (R S s L 42 43 Bho#r
. FrHEIEFEH 15 m x 0.256 mm id x 0.25 pm HP-

5MS i tE A (1909 1 s-431U0T),

AL S e (b It 2 44
HhE TR, ZEEEEENX Tz

)

Aot 2 uL,

BT

%25 LAY 4.0 psig HiBhE

—

(& 4 pr

BB GC Method Translation - RTLPSTX2.MXD

BEE]

Criterion: ( Translate Only  Best Efficiency  Fast Analysis * None |Speed qain: 2.00000

EEIER Original Method

'-I'ranslated Method

Column

Length, m 30.00 [~ 15.00
Internal Diameter, pm 250.0 I~ 2500
Film " Unlock
Thickness, pm 0.250 ' 0.250
Phase Ratio 250.0 + 250.0
Carrier Gas IHelium lJl ™ |Helium lJl
Enter one Setpoint * Unlock
Head Pressure, psi v 19.664 1777
Flow Rate, mln/win B 2.1000 23704
Outlet Yelocity, cm/sec 73.10
Average Velocity, cm/sec 52.86 " 52.86
Hold-up Time, min - 0.945907 " 0.472954
Outlet Pressure (absolute). psi 0.000 [~ 18.696
Ambient Pressure (absolute),  psi 14.696 [~ 14696
Oven Temperature |3-ramp Program v | Moo T Final | Final | [ Ramp | Final | Final
Rate | Temp. | Time Rate | Temp. | Time
“‘C/min | °C min “C/min | °C min_|
nitial 70.00_[2.000 _[1.000
amp 1 25.000 [150.00 (0.000 ) |0.000
amp 2| §/3.000 [200.00 |0.000 ) |0.000
lamp 3| §/8.000 [280.00 |0.000 .000
Sample Infi i iaim! ~| 1
% [ra) L oy Y
3. RRE[EELHERRRY
TR A B A
BR2ED R
#BEIES
AUX EPC
ﬁ ﬁ ﬁ ﬁ 4.0 psig

G7000A
aaa

15m x 0.25 mm id % 0.25 pm HP-5MS Ul

o

7890A

0.80 m x 0.15 mm id UDFS

@0

4. BREENEX THRER 70008 ZERBORTFSEEL/

1% RT3 B B, T
BT BRI T BRI, 350 L Rl s

RS

=BT

4,4.

F 1. SRR ERE, BFMURMERE

T000A JRTE(YL, 2 1%

s BRfteY | REHE | BEF | EEET | #AET | CV
" i m/z m/z m/z

6.19 219 147 183 20

6.76 219 147 183 20

6.89 219 147 183 20

7.46 219 147 183 20

2 |pcB28 826 256 186 151 20

3 PCB 52 9.15 292 220 257 20

4 Aldrin 947 263 193 228 30

5 Isodrin 10.24 193 123 187 30

6 |PCB 155 (ISTD) 1128 360 290 20

7 PCB 101 11.81 326 256 291 20

8 Dieldrin 12.18 263 193 228 30

Endrin 1256 263 193 228 30

9 |pcB118 1284 326 256 20

10 PCB 183 13.25 360 290 326 20

PCB 138 13.72 360 290 325 20

11___|PCB 180 1475 394 324 359 20

12 Mirex (ISTD) 15.09 272 237 20
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Rk R, A5 DiXE R 2.60 psi, & AESN
BEE M 6.25 psi, £ B M illsrr B i E aniE 5
Fis. IRASARICHE A2 I b Wl o #r B .

a8 [ rewew = 0o 20

H 0

(2

“‘: a5 i P ws

v T P R‘f’ v LA o l A l "f]\ Vi
8% 6 & 7 15 & 8 5 9 65 Hfs 2 15 B 15 W WS 15 .

Cont v Acqcin Tioe i)

B 5. Agilent 7000A =E SRR ES R LA HEA TH2E

BEFRE

Y
PIFRA TG L 0.8-200 ppb., IEHR EEFRIEHIHCIG

TN S BT 25 B M 5 A7 2 e 5 - % o (91 4 ]
6 F7R,

-+ MAM (25300000  193.00000) Low_CaL AD
1102 |Nase (M) = 163, SNR (12 120me) = 2080

IREH #H 3.2 pg SIREH

X102+ MAM (26300000 > 193.00000) Low_Cal B.D

X102+ MAM (26300000 > 193.00000) Low_Ca CD

B 6. KiRERENKENTRIKENG S RSN EREF ¥R

EEEGR

% 2 B TR A = TS D Y 545
(ppb). % TR BRI (KA p-rrs
) MR
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F 2. MBFEYRBYHBIT=REFNERINHFIERER

P aHCH |b-HCH |gHCH |dHCH | XK#H [FXEF | HEF | BIEF

REMEMHERZE ND ND ND ND ND ND ND ND
REU) ND 0.69 ND ND ND ND 056 ND
REM ND 0.90 ND ND ND ND 055 ND
1RE ND 0.82 ND ND ND ND 047 ND

FI{E (ppb) 0.80 053

4
i

ZHES TO00A = A EPUARAT <TAH €136/ BT T 156 FH 22
Gt % I e 4 A B e Bk e R Ak, &5 4
RS IR 42 il AR LR e ks, hilgEE Ay
TR R R WA ORI sy Hr e it T — B b

FTH,
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=3¢ 7200 Q-TOF GC/MS

St &= 7 b ik 14 19 ot F SEEE
=8 DR EHEHEE D

sure| of Confidence




=K PRE SR F A M 151
Y B RROME ERS T

SENERTMRENTHERMMEREREN TN CELRE, NE, —AHEIFEAR
RO BB R B B R,

RHE{E 7200 Q-TOF GC/MS: EERSEHRFHINRERENSME, FRHHRER. 2LERNE
®AF MS/MS Rk EY

24 7200 Q-TOF _itt R FERTITHNREEKARFRITH Q-TOF (EARF XITR B
) . EXELEAT A BEIIERAR 7890 R GC M 7000 =FEREMARHT GC/MS MK
6500 LC/Q-TOF R HALERHN MS A, EFERT GC/MS A, EERFITEN
GC/MS #E¥ &, Hemgil. 2EsSRYERLHERE. SEXHNE. ERNRE
EE, MAMEUT P FRUAMEHEENLRE,

" ,E'_[" B
i

i

EEREET

|

'
L]

WREE Q-TOF GC/MS, EABIEEEAMLHE 7890 GC FIZHIFME. FAHWEL TOF Figy
—t
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IRHENEEAEESTHER

ZHE 7200 Q-TOF GC/MS EELES THEM GC/MS ZEH &
KFAARSE ST R HAIIEE

B MENERNRER

RE ppm FHMRERE, &HEANRATRIEL 15 3 50 5BH
SWE, AL ERY. FERYRNXRALEYSETE
X

RS H PRF0 SRSt
STHURFREHEEEENREETULRERNRELE
EBIEH FXSHIRE pg ZHUEY. WESHAEXTHEE
B RE 10,

T LAMEELH) MS/MS iEZi

BAWE MS/MS MKENEEETTBHEM MS/MS 47
W, s, BERRAESNTEFEETETUEHLETEER
RAEBRY, MEXEETRITRALEY.

Bt ERREN MS F1 MS/MS BiED T

REEML MassHunter HHRBABFIHNIEATEY. EEH

A RBEIA.

- ERE A EI T Cl HIERUKNBRERRERES ZERPHL
=/

cBEERRERSTERINS FETFHERETSFAE
g4, mELSYEN, BHEETE

« (£ Mass Profiler Professional, —#RiE&IEH X EITE
FHG, JE/LMEIEE LTS TSI

BRREREETUEEE LT EBHTHEYHEEIER

2.

vty

SREHEEES

7890 GC £{ifYiEaE

AESRNHERD. SHERRIEMRE.
RARMEIEEREA

AR EREE TR
BEFEZEIEL 350 °C, TKHEZZERE

B DFA A S s T ot T O AR T
AMHAZE 200 °C RALPRARHE AR
%, HREHREEENSH

BE. SfEaEs TOF KA

RRMIER TOF HABEKTLFH LC/TOF
#LC/Q-TOF G55 E—HHIMaE

AEEREKIE (IRM)

LEMEE, TR IRM L EYSNRE it
TRIEE, BRREFERAL

S EE TR
BRTENEHEREMATAHKE, BR
30 min AZEHZAIAEREFEMAS/E
R

FLHXLER 7200 Q-TOF GC/MS Y RE,

7518 www.agilent.com/chem/GCMS_QTOF:cn



23 7200 Q-TOF GC/MS EM AT A5 L. M4

ENTEESR

“REFRLET _NRERE, THRITH INVAR XITE, BHE
MRS T RE = A ' ETRESNTHR, HRTHTERE
BESHHREREH, RIETEX
BHMREBARE. RHMKAOTT
ERS TRENHE

4 GHz ADC BERE TR ES MR ERE (32 Ghit/s), ALRTT
RARERSBRUNIBE, REFHENIEE

RIE BB KB IS EEY KF] 10° J

o

AMANBREGORTREMTR LA
ZBit 20,000 BMRERFERSES, ik
1 7000 MARAF MS/MS HE, HifsEit
BXFERM

| momEEtEENEETRNEE
HEETRIGRARE . SH
| wasnEnEEnLLEE

BFEARITRE P nE, TNERT
REERTERERSREH MS/MS iEH

ENMFRRE, EERMERFRIN—TATEFRER
MEFIMRHEIR, APMHEZRBRBRANE
=&H
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FHSHNRERETUSTERY. EEFEVURRILEY

HEAHFHEFE (RIS), ETREEHENEFRAM EFEFE. BFE. AHRARLT
#, 8 30 min AAZH, TERREAFUHES

RALGFHETHB S| 2 FELHTEF

FHIRINEE, BRE MRS — ees —
mTmm———— EET. l
= -8
REIRZE ppm
B Laf oy 2- P 2.2 B
1 -3.57 -0.79
2 -4.46 -0.79
5 -2.68 -0.79
10 -2.68 0.79
20 -2.68 0.00
50 -0.89 1.57
100 0.00 1.57
200 -1.79 1.57
Bl 268 197 HEAKREE (IRM) REE—HEAFE, ARENAY
1000 179 -1.57 EESAOI FRYATRE, IRM THEASHER
Rl -1.43 0.31 EERMETIEE pom RHFEERE
o amE
1 1 pg - 5000 pg
! EIC window +/-20 ppm

ot R2 > 0.9979

o] SIER > 5x103
BHMFRS (ADC) B ADC BE 1 GHz 0
HREFFTHEH WEFET THBL B, or ¢
HABERNLITE, REBHASTELEE
ﬁzgﬁ Ef‘”ﬁ@ﬁﬁj’fﬂ‘}!ﬁ“%/ﬁf" =, ﬁzy],’* 250 0 250 500 750 1000 1250 1500 1750 2000 2250 2500 2750 3000 3250 3500 3750 4000 4250 4500 47;; s(ggg) 5250

SEEESR 10°

EZHXRER 7200 Q-TOF GC/MS FHE4E,
1518 www.agilent.com/chem/GCMS_QTOF:cn
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R GC/QT0F RAFE N EHEETITES.

CIEs)

fREZFER 7200 Q-TOF GC/MS 1EZE ppm ZHRERHENZ 2R, BATUREMTNAHEY, BRAYRESR
€, WAIRERZER, BEXILEYHSTFR.

RiE, TEFEE

B RERHESAPESHTREE
MRERAERE, RERROSIHRE
AR BREH,

BN MERTHEREET(EN
EERIE

Z% 51k 13500 (FWHM) By o8&
BRWMEIRIRREY A 240 Da WML
BYNE, —ENBERRENIAEE
0.0436 Da,
RENIBENERDNEXERHPH
LEMR VLT,

RRNRERTEAREGTHR

ERFEHE 0.010 Da KIEEFEO,
EFRIES R A B F (150.01195 Da)
ARMNERTHY £-£BEBMHBF
(150.06839 Da) A BHFK, XTLEE
FTFERTENEENN,

YAMMEREERESH, TRAR
BB MS/MS KAKBHRAIHHN
ERFHRME—S 08,

R
m/z = 240.0781
REIRE 1.7 ppm

2401218
240.0785

|

—
- & ullll
i
HRE
m/z=240.1217

REIRE 0.4 ppm

Am=0.043Da
~13,500 FWHM %3

2395 2396 239.7 239.8 239.9

240 2401

2402 2403 2404 2405 240.6

Bt (m/2)
17.998
MSD 18,075
Sz B-EER st
REEF&ED
+/- 0.5 Da(~300 ppm)
18315
18,075
TOF MS EXT //
S B-EBER | LY
FibwEg
REEFHO /‘
+/-0.010 Da(~6 ppm) / |
/ \ \

1745 175 1755 176 1766 177 1775 178 1785 179 1795 18 1805 181 1815 182 1825

162

PARL{E vs RERTE (min)

183 1835



iR S = E 0 E UTRIA

BARIAIR A ATIRA T IBE SRR ARTIA

=)

x1

| o BEHE SARRS
* itjﬁi' El i%fﬁ’l‘ﬁ? 1% Csty e 161.1318
12 810331
. E PCI EKT@“EQ?%?H@ gé 680252 | 91.0535
AN PPV - NLCL L i M N 4854
* th'g | ﬁﬁ%ﬁTT MS/MS %ﬁuaig‘tﬁﬁﬁ: XE 30 40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230
ﬁﬂﬁl] TARHE vs BRTETEE (m/2)
C. H
NF St = 3 s N 0t CH 1217
- BERRRESETEREEFHA TR 108. a BB MS/MS ?IQBZSJ);[I;m b]';:%g;n
. e N BETF 204 2.6300m '
MFEERFHNERSE, WHESH o EBEMMBEHE o ceoe i
Ny = st T3] 1 - 4 C,H
@, MS/MS MEFEHRHTEREUNREEANTREE 0.93ppm
Zﬁffﬂo 1 81,0683 133-11“13 147,1186 .
"% @R w o ® S 100 1o 10 13 10 180 160 170 180 180 200 210 20 230

TARIE vs BRfETEL (m/2)

== BEFIE MI0) LR
— .
O . Gias e Jf gﬂﬁ@iﬂat
& anh T
- 1 = TSI
C o mERIERRRERIIR : m i
W
£ — — Sowcrary
W Erews o (T Y I e BB
T e ud e ERtae |Gy "I':
[ TG ) -
+ i i HE e o B i
T e T r—— "1 WTHR |moe ] u w1
W | mate A £ e T o | T 5
£ P e I w2 B - = oy k - - -] et &
=3 Unere= Wi mane NI o134,
W30 Rk e MY OEnT | Cwesar -
W | v S R e b e
e e NG L bt | T wy
R ey T B8 bbant Cewng ol anc WY Hi ki, - SN il LTI
¥ Wetecre e boe £1a 3EANY EiSeROREY £ o b b ik s A& b "
3 01 md O o v = TR
FEE | T —— T ESAT | CHWDeRT Corvaran £ 11 A 0M
T B e P Y 3l e i
] Ry W T e b |
W e § e BEARE  [ERN ai \\
et e £
d oo o Sewe wm Az NGl e s
T e T ] T
[T iy ra— BE WO R T o 1 / 3 -
F e e TG i S 3
.' perp e iF a-ARANEBETFRE '\_‘ 7
> 2 bin S it | e R ORI B | SINTIOE 1 Fa (TIC) FEEEE LR Y
4 e W VL | CeE Y | ik
T | 0 S M M CHWE - II.I'J
ann W s B REGDD  CLHGPE f:' 7
il [P ——— L T T : /
,:-1: W ey ] i e -:::u-_-- -_m.:n..n T VI ST LT U WO A N NG W R a’ Rl |
= Comssptmr Tow s

BIEEERER TOF MS H15—1BEXHER, St 50 Hz HIREFZZETUELET MassHunter's Unknowns Analysis 501 B EFSRII6E R ST A

844

EZHXRER 7200 Q-TOF GC/MS FHE4E,
1518 www.agilent.com/chem/GCMS_QTOF:cn
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AN Y A
DT FIHEN PR TN EE A Z 1L
REAZERARTELETRETUNEAIE. EXORE  EXEXR, AFRAANEEREEEFHARNFERESY,
MRRNES GC/QTOF 2AKBEANEREENSRERE NHEBRTRUBRHZIHREENERTHRESE,
MR MS/MS MEttee, BTARMRGMMEREE. 7200
GC/Q-TOF ¥ RASSEBEETAN — M AP EFEEN—F
5 R i5t4 R R AT R TRREE 27

SHF—AMEEASEY, KR 7200 Q-TOF GC/MS ATRUR R
MRECR. PR THENREENDSERELEN

Mass Profiler Professional (MPP) {4 T4 it iR 0T
i, PMARBFRERE, EEKEMEZHRE, Z80E
AL RE LA REEIMATHRONER,

RAEPELEILENZTRAERPRET ZEN TR WEE PR SR N " "
BRI 25 (1) _'
FEHE 1.7(1) EWA R =5
4,4 -ZFE 5a-[B-8 24-Zf5-36-8 14 (1) ig‘égﬂ* g =y
Qo355 48-FE 50-B1-8,20-5-36-8 360.8 (1) g =
2535 29 (1) % 1
ZiE 13(4) N - m
" ]
FiF MPP H¥#ITREMNT, EHMTAR
FHTAERERH =PRSS
ﬂ-l [DD]]HIDD]D]D]]]D]U]D]]]]]D]D ﬂﬁ@]ﬂ:‘ N mEm
-ZIO -IIO ;] 1IIJ 2Il]
log2 (f&¥%4L)
MS/MS BRRENF BT EEEh TAMNEHEE | C31H520Si
X102 0.87 ppm
Ik 468.3786 496.3702
091 378.3277
0.8
0.7 C35H6203Si2
061 363.3030 -3.24 ppm
0.5 257.2226 586.4213
350.2957 .
0.4 187.1439 06929
031 161.1279 309.2530 JI 406.3224
0.2 243.2100 455.3250
427.3064

0:): " j‘.lu i L h | R \LL 1] " I.L L. | L . |

160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580

NARI{E vs BRfrtE (m/2)
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ETFRhRENFEFEEXMUR =0 oI feE 1T HIA

RHBEFHRPEEHAKXBNERTFDMRAMKH =, €
MMYENEABIEFERENEZZM, Alt, LR
RIS+ 57 BA TS,

4 7200 Q-TOF GC/MS 1 MassHunter Workstation %t
HEEERAREEMRNERZ %,

BHBIEREE: MassHunter Qual Workstation B Mass
Caliper TERNZAREEFREE 2 MERELLEFE @RS

/Q

MRANER
x103
1.3
}% —118.0446 —
1 468.3783 496.3699
0.9
0.8 481.3488
0.7
0.6
057 586.4229
0.4+ 571.3936 o
03 501.3149
0.2 -
014 473.2899 [
0 " . 1‘L1| ’ . L ’ ’ . L . . ' . . . . . Il " " . . ' " . ’ y
470 475 480 485 490 495 500 505 0 515 520 525 530 535 540 545 550 b5bb 560 565 570 575 580 585
MARIE vs BT (m/2) 0
y NAD(ZP)H ERG25
S ([ 1141372
e e [y Forrmda [M] i ZHzo
- e ey’
EE T 1 EEbE - \ , \
- (T
Fradiie bt |
- b o T e
o= e e -
w ® & A2 C 0
: ' ; MassHunter Qual Forsm‘ula Ca‘lcul‘ator Eﬁi&f@ 7200 Q-TOF 40 05T 50 B -8.20.2 15358
. . . GC/MS £RMERREEETAREE LNEEETFHL (FE .
- i i TRER) HEAFR NAD(ZP)H ERG25
T 1.14.13.72
| 2H,0
NAD(P)*
/ N
|
HO 7,
7 _on
il I
. . da-$E-0p-PE-5q-1BK-8,24-Z15-36-8
ZNAREHIESZT Manhong Wu™', Robert St. Onge?, Sundari
Suresh’2, Ronald Davis? 1 Gary Peltz' £ AMAAMhEIFOSIE, HEHRE NAD(P)*
R, 1.1.1.170 e
co, o
TR A EXRRE R NAD(P)H
THERAFEU SERRRE D / N\
]

0

1R PERBYE

FLEXLHER 7200 Q-TOF GC/MS Hy e,

1748 www.agilent.com/chem/GCMS_QTOF:cn
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SR RERSTAT RS AR R

SEMERREBERBENERTRINEELN, LEE Iquyg
SHAEBRAIR KR E R LA
fliven hasada M ~ Sphcimt

SRR AERRA T2 REEXTHNE , UWRRAFE 7 Ha cu pe 3|
M%@%@*ﬂ%ﬁﬁ¢mﬁﬁﬁzﬁhwo Spacios 1 alcule

() Poine lons {2} Ngative iora

Z: “drins” , 10 pg '
~ /| 2628564205 Da e
MassHunter Qual Mass ::
Calculator " 7 El ‘|

e g

I AR TITER
ROMELREY. Bit

REMTHE—SAFHIA | % dins’10pg 1 I
2| 262.8564%20 ppm / ‘\\
|

EHERIERHH - | |
. :; ‘\ 16,542 “ ‘ ‘\ \‘

o ﬁ‘/\ i f \“\ ““‘ ﬁ"\‘

qOE =hoh o L B

" A M N = A

158 159 16 161 162 163 164 165 166 167 168 169 17 171 172 173 174 175 176 177 178 179 18 181 182| 183 184 | 185 186

WHELA vs REEHE (min)
x108 EEH
4
" (ﬁﬂ&%'

MS/MS ERX THRELEY . YBIRE/ 5 5
HREMER MS FEFEMTHHME, REC 251
7200 Q-TOF GC/MS FTIEHARER BiRA R 21
HERTFHEZ 151
1
0.5
04

178 182 18, 4 18,
S4B 7200 Q-TOF GC/MS £ MS/MS RstET I F kG2 s X

103 HERPHBERY. WTHAR: BUERNFEFORIEE (m/z 263, C,H,C1,[¥7CI]
1.4 CE: 20eV) 262.8555

C7HZC|2[37C|]
] 2 192.9179 C7HZC|3[37C|]
064 227.8860

CHCL[¥7CI]

202.8786

A Al

160 165 170 175 180 185 190 195 200 205 210 215 220 225 230 235 240 245 250 255 260 265 270
TARL{E vs BT (m/2)

0.4 0

0.2
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BRI

{£F Mass Profiler Professional (MPP) &4 GC/Q-TOF
HiEAEMME— MR, BTFHRN-—/ M8 hER2 T
HERERRHEENR. BEER 5 MEFELSYTINE
BillHER.

BRT EI FUtHESN, EBT Cl BRREHIUE FEREH Y
BYSTFETHBHAME T SLEN,

Y-H

o
* o
/ H\ i

MPP % PEER S 9T (PCA), BRTHIERM
STRE., EERFHAFFEIRENR, mA4e

X-H

Py nor Seod L
[___eniifier | Giade | Traiming | fass Canfibance
- PALY-B-1 g2 F Hane IIF, Training] 150
MPP FIMEREHRFANTHEHRNBZEE. X Boale F Ieankig . Tramng] L6od)
“, . . w N Ll iy } {Trereng AF, Tryning] |
ATHERNERNERE “training” TE—EH BaciEeligh  F Hane {If. Trainng) 1 6
—— o« » RLI-0-1 g2 | Hans P, Traming] 1006
#5RA “None FEaz-E-1 i F Hang IF, Tramirg] 1,000/
MLl g2 * [Trairng |F, Trairmg| 1 ooy
A1 \g? v Truining |P. Truiing] 1 o0
[EFC1-B-1 g2 3 hane P, Traming) L 000
W --1 gl i [Trinng IF, Trarmg) H
= 1050658
55 119.0853
. Ton1a0
45
& 91.0539
35
s
25
‘52 81.0694
: ‘ ¥ 1531005
SIS 7200 0-TOF GC/MS ERAFHTLLRS S NN .
LR BT L
1 161
0] 9 ‘
w8 |\\ bl \ wo_om
. 4"' ‘55 T “m‘ ,U‘ r i IS i 175 189 )
1004 105 19 161
40 50 60 70 80 90 100 10 120 130 140 150 160 170 180 190 200 210
x105 | El
*87.0447 0
35 :
3
OH
25 730289 129.0914
2
185.1543
15 57.0700
241.2169
1 115.0755 143.1070 171.1384 199.1698 284.2718
157.1226 227.2012 — | (M+H)*
08 | | 255.2326 —\.
P RV (YT (YO T Ly | *285.2786
40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 27 pgQ 290 = 310 320 330 340
WaR{E vs BT (m/z)
s EEFcl
Bl
EEF cl RitHEASFEFRETHIGHRRERES . SHTMSRESEREA
: / 265.2519
HMEBTFARSHKRNE, NTE—TRENFEF
: (M+C2H5)+
247.2413 313.3089
05 57.0704 83.0855 153.1264 181.1576 L
l R O PO TIPSO YU X O P O T AU TR P R PR A PR T L1

40 50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340

SENM:

EAZIER GC/Q-TOF AHTMIFEFEER LY. HIRS.
5990-9076CHCN

Olive 0il Characterization using Agilent GC/Q-TOF MS and
Meass Profiler Professional Software: Pub No. 5991-0106EN
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TELAE vs B (m/2)

B EHXLIER 7200 Q-TOF GC/MS KItEEE,
77518 www.agilent.com/chem/GCMS_QTOF:cn




TR
— = e L)L Ak fo o
S ERIRNAMY LN ENHENEE
RNESMPREENREZ —ENELXERTEENESHR - 2L AN RENBHRRENRE
BEUESYHITEMNEESW, MFRERNEAE, UTERZE - BHHEEE

DN - ST EENBHUEES T
- BRI B AIET A

T — |

ry =
i . A Remy i il Py
I I llll ‘EI Iﬂ "Eii .-‘&t. - - L3NS s e H Ve rmiy o b
it T i
# O Pt bt
IR G e &
2 e e ey T (A
A D B ™M A A e
e

MassHunter Qual 8 “Find by Formula” T EEEEERIBIEETIRLE
—WEAFRAERRRAELEY

fovpe ] fwpa o+ 4] laepieTypr shle  + | Compout [ meaphtues - A [T I A
! Pttty [T T—. [T ——

FT | i8] Form Come | Mms. dcmomney | Mhmmn Mk S | bnms Sty Score | M dczore Scovs | Mans Spasg Scom [ Fil Lbrary Mt Score | Fostes | 16 Mo Sccuracy
[ ]E | -1 55| BT =T 51T 543 Ll

3|
[T]]

i Ll Tl

LTEE o6 M. 12 MRERTHE, 31 14, 20 MARTER. 000
ek, x10° | y=9228.708280" x - 1759.031249

bR E2) R"2=0.99934068

iEm 2 ag KL, B, FRA, 0E 1/

6

GOk

T 0.2 pg - 1000 pg
‘% RZ>0.999

MassHunter Quant Workstation SPE)EE{EE
MIAFEFHABMEIREHTHE

100 ) M 200 30 400 50 600 700 80 90 1000 1100 1200 '
RE (ppb)

Sk
ERZHER 7200 O-TOF GC/MS HTEBHHIE

HERS: 5990-9477CHCN
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SRARREITETHANGE. BRAALEDIGH

FEARBYTEERENLEY, FTENHTIA. A, & FRESTRIBRFBEFZEANBER, BELMEXHRFE
B El it r#ﬂliuﬁb?zﬁﬁﬁﬁﬁﬁi,ﬂﬁmﬁ LEE., AXH ENME
fERT, %R 7200 Q-TOF GC/MS £BHERREN TS

FEMERRPRAOMBETE

X102 |
| g
AR A - e £ 5 B AT, RE—HES MS/MS
EMHRIEE 269.0803 s LRSI MBEFRESTER
iz i ssene
0.651 ’ .
] s<nael
059
| < I//‘
0351 138.0311 . ""
i 12410 oo L
G A0
0.2 0
015 710385 BTt 166.0250 2520776 e LI, ey |"
0.1 I 12295 13808 i ‘
0,03:‘ I“ hl ll |L [TRR W | Y quw Jl VPR P— ‘..,L el L, . L . . . . .
80 1[]0 120 140 160 180 200 220 240 260 280 300 320 340 360 380
AR (%) vs BEfrtt (m/2) MS/MS ﬁgﬁﬂﬂu&f%%
m/z
(THE) A¥  RE (ppm) EEEE
- (M-H)™ 2690803 C,¢H,,0 -1.99 80.7
TEMNELRIMEEFE S (M-C.H.J* 18134
o oHs 193.0494 CyoHe0, 018 96.7
BES ““nﬁ#ﬁ!ﬁ \7200 (M-CH=CH-C¢Hg)™  167.0334 CgH,0, 2.9 N/A
E'TOF GC/ Ms‘mj"l'ﬂ:; (M-CH,=CH-C¢Hg)™  166.0259 CgHg0, -0.96 N/A
ERAMERZIE. -C0 138.0311 C,Hg0, -0.33 98.1
-Co 110.0359 CHg0, -3.01 N/A
REENEREE -CH, 95.0127 CyH,0, 059 995
« RAFY
™ FEFHEHEENEE TN FEEAFER 1 ETFHREN
BER/t% RSt
- FREfEH
AU FERTPHRE BRY g
o
EE/SEF
AT

- FRIFE. KB

EHHRRIER 7200 QTOF GC/MS HyHE4E
1778 www.agilent.com/chem/GCMS_QTOF:cn
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0. —BMNMTEB WV AERHFH GC M GC/MS &%

Agilent 7890B S#EE (Y
- TTEMEE: RECERRBRFREBEF (EPC) MAFHBENRBIHMKG MR, (£ Agilent 7890B SiHEIE
MR AL E TR RENEE

- ERMERMITER: REEEEE. FHORRMENTHYEHUEEITHEER, SMERNITEK
AR, MEXLBERSHESIEAFNA LS

- FROSEDRE: RiEW EPC IRITATRITERMAN, MERF=AKNR (TCD 5 ECD) XH—HEA

RIER 5977A R3 GC/MSD

- ERMREE: RITHELRN Extractor EFEMFEATRTIRE MSD REE, iLEFTHHRE AR
EUEYHEEANTHREERBRNR

- REMEFE: SREHNEGNRETETECIERE, SHEREINERERESHIE

- RENHRHGEE. TUEEEEFESRENITERE. BEERBATEN ChemStation, FEEEHRAN
MassHunter X

ZiE® 240 B3P Ge/MS

- K ZHBEFRIEHEBEA - Bl €I, MS/MS, MS"
-BEWEFCl 2RHREE

- AR KB REITHE

RIER 7000 R =EREKMRAT GC/MS

- E——REETMAAENRFITRO = RREREAT GC/MS, ZHEFATRAEFER, THSEE
Eomigit

- BRI fg R RBUEFIERIEREE

- 5 %% 500 MRM i

Customized to get you

on the FAST TRACK

RE GC 1 GC/MS

- ENTRANRELIERERRARERT 60 SHEZNA
- W ATABEFF BT E M A 7 ik RA AR AR
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AOMAUFNRESRE—HFAREBRESEXREN
PEE

fEAEREBITURSIGE, RECRERNTHERFRETENERILESR. 6C BEEMERR, FHEFHER
BZIHI AL

NeDHESHEAPRGER. EANER
RAEZBELCRETBOERHES REUHERENLEINHE.

« ZHEfL Bond Elut REY) SPE FRRMSEFFNETURE, SRS
FRYNERERFER, mdid 40 METHEAK 30 ZHERER, #
KZBRUSTALE

- RERHEMTLLE QUECKERS HILBBR—HZFANMIL, &
BREEEMRE, 8, TE

B %58, &8 www.agilent.com/chem/sampleprep:cn

EoTROHTREN

ZECEBSEESHBERATENSEGRRAMTEIEH EENERTE, EETURE

ppb Z& ppt RAKEHIR, NHRHOMTFE.

- RER JRW BEEHSARERLTTIETENESIRENR, BE—
HEE N BT %

- ERFEATHEBE, RECHERBHHENRERETRRE. TESHETE
H eI B

BEZHXHR GC BEHREBMNELS . FiHD

www.agiIent.com/chem/ultramert:cn
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EEXBEN—ENER, #E
RERAEREL SR T LA
R, REHNEER

RIERHRIE

1Kk 10 77 B BINRPAERGIFUL HERAEUA TR LR,

TREHBETIMRERECH RGEINER SR A RIRF

B EIGAE .

EhHEAR ZHTE
AREFRNEREN “SEERS WHUFETAEH M AHER

WRE, FIEREMATEEIARBREAL.

R{E{t OpenLAB

BERM. Hm. TEMKESITERNYER RS RNE
K, BEYEERREFRGREEEURTRIENER. TRFL
OpenLAB ELN #1 OpenLAB ECM #Bili&E . HFLER
&R, GERIESENRRFEPIFPZENMIN=,

ZERHNERE
BEMNAZEVEIZBEZD 10 EHNEERRIE, SERA
AR A RS R .

RHECHIIR S RE

ERBFECRSMCERRN, REEREK, BAFEAERL
FRMEEREREERRS.
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i
{EHZHEE GC/Q-TOF ST AER R LY

e .

Tegee’  HIE(S 7200 GC/O-TOF RGMAME, REEHREEE LM
et BRMEBWAMMENRETHE, WE, TRHATRASE,

MR R R R E R MR E SR EEEFFEZNER. BTHESE
TR SR VR B FEE, Ma ARMEFE SHTE SRR TR EENERS.
SXRVERPREKF (fng/mLR) RUNHERNEEREZTRRNOERHE
BEMSSBENSRNE, 2D GC/MSKAN, ERSIHE. SREEMRESS
HAIREER GC/Q-TOF R4, BRI EBRHERFIEM 1D GCHVERERITRE.
—HHNER,

3F GC/Q-TOF Ak, REMHMFTHRMNBRIEN, R HITMNEER ERL
AT, RERRERENS A BENREEEHTECEERTRTHERKE
Wit 1TIR A5 47, 7200 GC/Q-TOF BB pg AN A ER MR, REBERENT
5ppm. EFFRNKNEEEESE 3 MER, LHHEXEEKT 0995, 3 ng/mL
Py 2- BN 2- ZBEEBMAIIEA THRVEMNERITE, XNMKREZMMEE
R AR EKE,

Bz, R 7200 GC/Q-TOF TMERARYERTHUSMEITREKELIN, £F
SERXEBHRRHENIBETE,

FikH3kHE Gerstel K.K. B Nobuo Ochiai #1 Kikuo Sasamoto M B R RHTER AT
#J Ryo Ogasawara # Sofia Aronova #3Z.

The Mea|sure| of Confidence
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FEH®RB:
« ZHEL 7200 GC/Q-TOF AEZBMERTH
FAMERAIITRME THE, HRNEREE

- RGNS RGE A EMHE PR R R HE
MMEEKERE 1 pg LS

- SR 7200 %5 GC/Q-TOF EMAI S HERAN
REREASZRYERVTHBFEASEEN
iRt R BE AR

- BE ST HERRETEMNEEREBRRYE
EREEENHEEEEK




{ERZHER GC/Q-TOF AL P RTHE & R AL

x107

1.05 )

0.954 | ‘

085 |

0.754

0.65 | ‘

Jl 'IJ'I LL;W “I" »%

a ||
= Ll .|‘.|:'|‘l‘ﬂ ')“'wl “‘

=

6.0 65 7.0 75 80 85 9.0 95 10.0105 ‘1 1:0 11._51 12.0‘125 13.0 13.5 14.0 14.5 15.0 15.5 16.0 16.5 17.0 17.5 18.0
W vs FE&RTIE (min)

B 1. ik ZEBEHT TIC B (KFMG Y i), A IEH TERHEFE

2IEM R, EIC
x10° m/z111.9977 = 10 ppm
10 45ng/mL \\
1920 "
2] 2
144531 sopues | I
1.31 7% 8708
1.24 1% 93.0448
114 15 810572 9344 11,9974
1.04 14 8453 9586
094 12 94.0547 |
291 0n o
w06
05 %4 [ |
0:4-”'61 | ] ,_| ] | lll
03] 78 8 8 @8 8 8 9 92 94 9 98 100 102 104 106 108 110 112 |
0.2 ¥ vs BB (m/2) |
0.1 AN
0 N — P L e
45 47 49 51 53 55 57 59 6] 63_65 67 69 71 73 75 77 79 81 83 85
T vs FERTE (min)
2-ZEEEM, EIC
x10° m/z127.0086 = 10 ppm
22 2ng/mlL \
109
80.0497
fg g‘; 10095
1 20
144 18
14
124 12
1.04 10 12111.02‘18
o] 08 95.0364
081 06 7?,5"733" 9124 126.0675
0.67 %471 660038 | s 1200679 10478
04 ”-5 7823 Y03 9511
’ 64 68 72 76 80 8 8 92 96 100 104 108 112 116 120 124 128 |
0.2 Hvs R (m/2) "
0 P L T
45 47 49 51 53 55 57 59 61 63 65 67 69 71 73 75 77 79 81 83 85
T4 vs RERTIE (min)

B 2. MRS, KK BRI 2- B0 FER] 2- Z BtEEM A EIC FIfEE

7 1. 2- ISR 2- Z Bt EEM AT E G F RO B IR E

REIRE , ppm
HEE pg 2- BB ERE 2- LEEEY
1 -3.57150 -0.78735
2 -4.46438 -0.78735
5 -2.67863 -0.78735
10 -2.67863 0.78735
20 -2.67863 0.00000
50 -0.89288 1.67470
100 0.00000 1.57470
200 -1.78575 1.57470
500 2.67863 -1.67470
1000 1.78575 -1.57470
Average 2.32148 1.10229
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ie® ®o.. [EARER GC/Q-TOFMS F Mass
Lo, Profiler Professional 2R RAE M

Rz &4 (5991-0106CHCN)

w5 Rl

& BE
Stephan Baumann, AFRET T RTINS T AT SR NRBE N NER, FRNNEARE
Sofia Aronova # 7890A GC FZHE 7200 ZIEHEE 0-TOF RitBRAES, ANERTFEESE
EREFEBRAT BE () MELSAEE (PC) BT, RULH THEHTEEARILAY.
;;;J%(;?;’ {# ) Mass Profiler Professional BTt iR o EER, ZHoEERFH

b\
o 5 R LA M LA BT — R A A T B T,
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518

EEE, xR YAEBH R RN B BB ERNRN
EkrEEc, 22013 &, EETIFREEET 181ZET 1],
B AEIA A SEMEBAONKENOERELZEEX. BX
L, ARSHREES (FDA) CEAERNHT BN EMEEHER
BREBOFENEHBRER, REEWARE, BHHOERE
BEERBETE—REESEMSRNERSHE (Evoo) , RD
BRUABNEEENREUDIRE LN .

EF#EMAEES (10c) FMEEKLE (USDA) BLEILT
EVOO Ko2tn, SRS/ MIFHTHRE Wt 2i,
A, SRR [2) kB, S%E EV0O 3% 99% it OB
AEFEAT EVo0 EAMBENR, MZBEEULRERINE
M,

EF£EMH EV00 BAKTIAMEFIT Voo AHEEKNE
X, FEESFEZ—MTURNENHETRTEENINLE
&L, XH, £ AREETHLE T LESHEBIH" R
HTREMR, XENLFRERETIEEERFNERE
HrfiE, FERMRETHHL EVO0 MR,

G AR T & — MR R RSB R e BB R E MR
AT, ZERER—MENFEPLEIRRE (3] PEAMN
EERUENAINFE, BRNRARFRERER (E) MEWL
FHRER (PC) BXAREHE, FERARER 7890A GC RHER
7200 RIIFEHRE QTOF FubBkA RS, IR MassHunter
BB FiEEEESER, Mass Profiler Professional (MPP) %X
HRTFRESGITHTMELSEER, BHHERTH 5 EE
HEMSREMLEBEX,

TR

Rk, Bikdd, %8 Sigma-Aldrich A7,

&

—4k 10 FEBEMEEMRYIE A UC Davis Olive Center. FTE#MY
B2 TH 10C #RUNMRTHREEUKHEENREHME EV0OO
. BRERTELRE, BIRCHER 110 MELGIH#HTHE,
110 AL #ERSEEER, REVIRFH#ITOH,

e

MREMRERRER 7890A GC F1LER 7200 5 GC/
Q-TOF X B %, IUBEMIRIELBIITR 1.

1. GC F1MS (N Es&H

GC LESHRE
il DB-5 MS. 30 m x 0.25 mm x 0.25 ym
(845 122-5532)
HEE 1L
MM #£0 50 °C &#F 0.01 min,
600 °C/min F3 300 °C
RASREA 60 mL/min @ 1 minute
HEERERF 45°C {&#54.25 min,
5°C/min FE1 75°C, £R#% 0 min,
ERL10°C/min FE) 320°C, R4 10 min
#5 2%, 1.3 mL/min BR%
MR 290 °C
MS L ESHRE
BFUER El, EECl (20% FRSHE)
BYREE 230 °C
MR 150 °C
m/z 5 40 ~ 800 m/z
ik REER 5 Hz, EIRMLMEEERIEREERE



IR ERG T A4

/A MassHunter EEA G (ARAE B.05 SP1) #HITHIEL
2, HPpitERERIERTaTETH, BEEAZRENL
BYIEIERE, WILEZE 100~300 MLAEY. A MassHunter
M TEEZ CEF XHBBEREBMNE MPP,

{#F Mass Profiler Professional 2 (A& 2.1.5) #174it5
i, BIELESBNT.

LIRESNTRBZNXFSH

2. EFE— RN

3. EXHmY

4. EHIELIEE

5. BEMA ST (PCA) EXTEEHITRETM

—EXESRERE, RERBEETUMEZHSTERITTIR
MYEETIE. ZIENIMSRIZILMN XS EER, #H—

x10°
1.2

il iz
o
=

7.104
56005203

0.4 4
0.3

0.2+
22.440

FRBRSEL O EE R L MEERFN S FREEHATL
AYHITER..

SRFE

HiEREF0LhE

M GC/Q-TOF ¥ EVOO H@mPHUEMHITEE. FH
MassHunter FEIEERER (B 1) BEBRTAHAHKXL 150
ML, ERAELSTRERE, HFEDREM 50 °¢ BFFEZE
300 °C, BANBREREK. ATHEFIBEHENLEY, ¥
HRBMRFRERIEA 5 °C/min,

{EF MassHunter FIfESTRT @IEIEHITIRA, $AEFIA MassHunter
Ryt TEAE RIS NE] Mass Profiler Professional (MPP) %4
&) CEF 1.

34.818
663295830

39.881
224380087
29.286
210535124

37.472
64074000

41.941
29767720

14.762

0.1 L
) ‘Ahl [

1931582

19.068 11247049 25.532
5620591 7848225
| L. LALj
A lmﬂ ldd. "1 i ﬂ_ “,_LJ‘\{\_LLJMLLI‘JJ

T R R R R
5 10 15 20 25 30 35 40 45
RERE (min)

A1 BEELT, FIAEERERALARL 150 12, ETRFELREARAMBEIETRE 0.1%
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MPP SR T IS0t B 2 R AR BR B 8] ) AL RO N S T B i
(EICs) . ENBTFERERINEXRZEH 06, REMET
izl 0.05 min, TINARE—TMLEY. B 2 PRI REMEFER
6] £ B AR R A5 442 MREHTE (KEY) L E
MPMASHAENE 1 2 2 %, HEEHEIEREFLE,

EXTHREAR, £ MPP HigERIRTIER. SHTLRATUE
BEBREBHNBES, ERESTANEREN. F—XRIR
BRETMLEZE (LEW) 100% HEABEZED—MEREARH
W ORESH) . ZHERTE[RATIRICOMN 442 DEEIT

it ot

LEREENETRELET ULIE ASCl FXAEBMLER
B, R EZRNGEITT A REESIEEEBIfER. MPP HHER
BRFRERM “ER HEIE, #HTERNBIESE. Fit.
gitain, B, ERBRMRNNEREE. ERET15
FEEHESIERRE, BHAPLENARTFETEEE.
EXRA PN EEHTIENEELE ($B1 Mass Profiler
Professional /= # 4 5990-4164CHCN)

ERS9H (PCA) R—MEERAMEEEZTHNEAR, €

91 1 AR TR, FARRERETHLRIER,
ol & " L | li-‘
300 - *
. ™ ™ "N
g -
- g= & s 0l
. - il t ’ - . "' -: =™ - .H
” 'ﬁmi-. T .1-11"*':' s :tM..-h).i‘ﬁh. fol®
20 30 It

RT (min)

B2
N EERT
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REFRER I LRFEREBEFIRAT 442 THEHLEY. ENFHIASHRLTT 15 2 X,

2% MPP WigH, ML EYUAERT, &



PCA BIEMEMNTERUATEXNERS, BIMERIR—
TEHRTEMAMAS. TEA-MREEFNTIE, STHEN
MREFBESHEL, IF (LEY) PCA EBINABILR
EMAERZESTHE LMARR, H—FWETHRMENE
5 (B3,

EETHIGITFEL

—BEME TERARSEINAEIREMRXAASE, WiT
SitENW. B%, WEEMEEHAYNREGETY (L) |
BESHHRAEEEAZ B EEESANSIE (LEY) , AEd
FBITH EVOO HRPHBLRERE 2 5. 3 &, 4 BHES
M (LB

T—%, FIEAFEST (ANOVA) HEMLHE BIEETWATER
HEMBREEERITF LEENER. EHAMEE P=0.01, 7
EFEBEN 9 MXERE 5 NEELEY. BETANTH
ANOVA SHRIERUX LM (B 4) FoR. EE P EHEN
EETURAN 5 MAMATFRIEN KRR,

HHEE

AEMBEMRULNEEHEF AEMFLERRMN—EI%
HmAEM, Bu—M—MMRiE, EFREBTMERIEE.
AZHLER, XEETHRITHATEEMBARBIT X Lk [4].
ARRMEHHRM 5 MEREBIREUREXHUSYHE
R TR MEBE A R A RE B T R E K

RRNZF (PLS) PHAHEETXHMENS, XEEHFR
HENNETE (MENLE, m/z) PHER. BEAEEFR
BASHXREXTEMNESN, HAMEEZ. RN T
F44iE (PLSDA) BFHUARNBAEAZ BMAK, MK
BRAUNSZE, BERARBEFEEIZEFTANIE (4],
ELt, PLSDA #FFEIIBMmNRER,
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B3

Y &

EEARH (PCA) ETHIFINMER, dEFTHRETHEMH
B, EERTETHENRIHER

|
'l
-ZIO -10 0 1I0 20
log2 (fEELH)
KUBEETT X WLEGIEEMEEEURE ¥ B LHBENE

5o X5 MU EWRRERECHEMRAIHRF



RHE MPP FEHE 5 MUSWRERELN 2 £, T—FREE
—MRERRA M RETRIRENL. BUSEE
By % —F R AYEREETIIS (B5) .

AHMRER, EFERAEREXREEECIRER b S8R
. BRAREZSR, EXE—ERNGITERE. XARENS
EFARRITISHEE, aEPLETATHERENAREE
MRS, BEMERESHD 100% (B 6) . XEERKHTE
B—/MERATAERRN—/ EV00 R BT RE XA
7.

“ideniHie T Training, | PrediceddTraining | Canfidence —
L301-E-1! g2 JIF, Trairing| ([F. Traineg] 1000
FIWZ-E-1. Ig2 (F. Tralrng| [[F, Trainéng] Lo0n
£5C 1-El-1/ lgZ [P Training] i[F, Trasning] 1000
FHCE-B-1 g2 {IF, Training] ([P, Traning] 1 000
E5AL-E-1 192 [P, Traning] \[I". Trahing] L OG0
A 5. & T PCA 5 3 1FEEH PLSD Y% %

Prediction Resuts +
 identifier | _Grade Training | PredictediClass Pre.. Confidence
PACL1-EI-1° |92 F Mone [F, Training] 1.000
BSC2-E1-1 g2 P |Trakming [IF, Training]| 1.000
ESC1-El-1 Ig2 P Training |, Traiming 1.000
SAC1-El-1 Ig2 F |Mone _|IF, Traming] 1 000
PFC2-EI-1 Ig2 P Mone [P, Training| 1.000
RSA2-EI-1 Ig2 a Mone |P, Training] 1.000
LSCL-EI-1 Ig2 F T raming |, Training] 1.000
RSA1-El-1ig2 P Traiming [P, Traiming] 10600
EFC1-El-1 g2 P Mane I[P, Training] L1000
Fe¥2-El-1 lg2 F Traiming |[F, Training] 14000
A 6. BRRBTN T EHRERSE, GIFFLcS5ENRIKS, SLHERREHTHETNER, £ “Taining” ZEHL “None” Fm
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tevEl

ZHEE 7200 25 GC/Q-TOF XEUBHMABEFRIIAN EIL CI
MENBEFABEARENE. ILETREEXEHTEER
o El TR TIEERRFREBA IR, o TURBELEARK
FEMNER: FUEF MS/MS BHERNBETRTRERE

ERARER MassHunter EE2RHHITHBREIERBERIN
:F#Eﬂl"q:'kﬂ)l:ﬁﬁ LB, KRG, WRIE NIST 8IREY EI Rk
HTRE ( . BRTRE—TMLEY, FE B §EYEIE
*EFH’]IEEE}# ﬁﬁﬁﬂ'ﬁﬁﬁﬁﬁ'ﬁm—ﬁm 1E$ﬂﬂl$&ﬁ1)‘(%§'a
BRI, Z B E FAEXRK, EAH NIST EER KIS

TR S B O CHETL WIRSRET I RE, SHHERUERRANREEERGE
HHREEEETE: ORFFENHEAERREEENLT
A, REVEMENXBENERNLEYMRTA, BUEY  WTRERE,
LEAMTRBLYFESBED EEERRRE RE~EE
{ERKIFIIE, R 7200 5] GC/Q-TOF AIMRERHREN
ZWER, MEMETE (D) AFEXNMKE,
x10°
559 105.0698
gg: | 119.0853
504 | 161.1320
45
4.0 91.0539
35 |
“ 304
2.5
2.0
15 840694 |
1ol | 1331005
054 65. 0382 || I 2041864
07 T T \I T 'l\ ﬁ-ul | T T T I T T
200 30 40 50 60 70 80 9 100 110 120 130 140 150 160 170 180 190 200 210 220 230
BRRE (m/z)
100 | T 19 161
7 91
50 .
O 65 T _ 189 204
07 i T . |[|ig ¥ !Fl i e | o e Y s o
504 41 5 81 91 o
1007 105 119 161
2 50 60 70 80 % 00 M0 120 13 140 150 160 170 180 190 2‘00A 210
- [ Tead Io Tad WF =BG FWAT B0 L

A7. El @b iEERD Wiley #1 NIST FTLUHTIEBRIRE EI GC/Q-TOF BIERFBELEY
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El EFRREHRREGEENTRERUEMNNS TS, BRT—1
HOEENFEFHLEWIN (B 8) , MEMABUEYRE
HEREYET 5 ppm.

FIRIE CI EHRERE, SMRICYBTUERSFX (B8) .
RIENBBRAHBER, BEXME 5 MEY (BIET) B
AFRBT TN BRT 227 m/z RRESTEBIERIER (M+C,H,)
+ PCI I&45N, EMEE—1 209 m/z HBERIE, ZMEX
H,0 - FHISER—H. 191 m/z MBERIEMFARATEZTK
AFHER. NZEHETUENZLSWA—IERSFRA
Ci4Hy0, MIZEEME, EMREABELEFAT 8 ppm, HE
RIESEE, 3t NIST EERZWELNRIN 4 HUSYHHRRR
B, ENBREAZIHEARENSK, NTTSBLEEIRE
it (B 9) .

El. M*+ PCI. [M+H]+

RE{RE RERE

MPB IB % NISTH#E ID NIST EECE | #FR CAS itEE MWEE (ppm) e HEE (ppm)
55.0027.546 |n-iRHAER 789 Ci¢H3,0, | 57-10-3 | 256.2397 | 256.2385 47 257.2475 | 257.2470 1.9
73.0029.750 |ERRERZBR 703 CyoHyg0, | 111-615 | 312.3023 | 312.3008 48 3133101 | 313.3091 32
81.0@35.731 |REH 831 CyHso | 111-024 | 4103907 | 410.3904 0.7 411.3985 | 411.3987 0.5
105.0020.906 |a-EEBTHHIHLE 880 CisHy, | 17699-14-8| 2041873 | 204.1883 49 205.1951 | 205.1945 29
71.0827.260 |NIST EFEARFHE N/A CiHp0, | N/A 226.1927 ND ND 227.2006 | 227.1987 8.4

A8 PCI FiESHRIR THRIBREES, ATRERFEABINLHHBBEGTHLENNS FEF. RT—1TR% £l BEFRERULFEIFEFHRE

HUEYER
MPP ID #% NIST 63 1D NISTEEE | #FX CAS s R
55.0@27.546 |n-kRiIER 789 CigH3p0, | 57-10-3 #i#  |Bedoukian Research
73.0029.750 |REREEAZEE 703 CygHy0, | 111-61-5 ¥ |Good Scents A
81.0@35.731 |FMER 831 CyHgg | 111-024 #&  |Good Scents 2
105.0820.906 |a-EEEFTHE 880 CisHyy | 17699-14-8 | EHEF  |Good Scents A

=K 4 AR AR BRI EWSIRIIR
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{#F Molecular Structure Correlator #{T5IA

Q-TOF =15 Fik B AT AR BV BIA FT B £ RO RE B F AT IR
SR IECZ . Molecular Structure Correlator AT IAXF45
W17 ChemSpider BB R I BB ER MBI sEM R E
ABR. SMEABTFREENS FANREIREMENIZEIN
SFAFEMRS P NMUEBOT SHE. BEIBRABETHE
SMEY, EREFESMERBEFHREMREN, §3-1
REEMERE TS (Compatibility Score) (B 10)

ZIERMEA ENEEMNMNT, EMEEH 29.75 min KEA—#
ZEXUEY, RERRUEYAEERZE. Molecular
Structure Correlator ®F, 312 m/z BEFHYE FIERER
ZEERARIFHIMEXE, FAMTES A 98 (E10) . Mksh, BRM
BRREMEWRERXERTF. MERAKNREREE 5 ppm
ZH, EANEMEERE THINFAER.

L o e G N et
g |
ama
| .
- e Compound fomia; C00AGE
S W =TT G ) bl il sl i WP [ r— R - : i ST nas B - aryter TH T s :ﬂ Ry S,
i — = = - ‘—i. — - - e =1 ] -
—— s me ur
i [ =] L 1]
St g B
= ay =0 E=
e b =T -
5 - - LR = s am e
Fig ke I H ] - mm [ v
=] Rl i i |- =L i o i
+ I - L R 4 !
B - = e i e — T — . ——
[ HeE] EETE L. =4 i} Tl e * L e e L '
' i Lk ] [E] g [ —
i LRI TEIE = ] [P |
' LR £ Tewm 1] i L]
ki - Ll 1 N R
i i =T e ——m
- [ AT -
L] E [t [3THE = 1e 3 . J T l
S e ey .

A 10.

e

Molecular Structure Correlator ¥ Q-TOF =& FHiEEEHEHGER N HNEEEL, BEMIN=HEFHIHENEREE, ARl FEETS
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Fik

M Agilent GC/Q-TOF ZEHFERRE EI IFFLE CI REHEEE
BRI T MER, BTERTN—FEREE R TSR
BEMR, BRRARERMAGIENRE, BHRMERTX
FhA R RTATE, (RS SMENTNEAERE A
A RE—MEF, PRI AR R EEE
BEMR, MM, #B% 73 RiadTRE MR Eing
%, WMREETRENRXH EV00s FERLEWAIRASEL
TREIR 5% BT — R . XA R IE AT I e A T
HES—MER, UFRN—HEBRE TR 2 TENERS.

SE

1. Olive Qil in the U.S., 3rd Edition, Apr 1, 2009, a marketing
report from Packaged Facts (http://www.packagedfacts.com
/Olive-0il-Edition-2071654/)

2. E.N.Frankel, R. J. Mailer, C. F. Shoemaker, S. C. Wang, J. D.
Flynn, “Tests indicate that imported “extra virgin“olive oil
often fails international and USDA standards™ UC Davis Olive
Center, July 2010 (http://olivecenter.ucdavis.edu/news-
events/news/files/olive%200il%20final%20071410% 20.pdf)

3. L. Vaclavik, 0. Lacina, J. Hajslova, J. Zweigenbaum.
“The use of high performance liquid chromatography-
quadrupole time-of-flight mass spectrometry coupled to
advanced data mining and chemometric tools for
discrimination and classification of red wines according
to their variety.”, Anal Chim Acta. 685, 45-51 (2011)

4. J.Boccard, J. L. Veuthey, S. Rudaz. “Knowledge
discovery in metabolomics: an overview of MS data
handling.” J Sep Sci. 33, 290-304 (2010)

EZER
EHENRRADLER, HXRNFRARSHESER, Hi

i&] www.agilent.com/chem/cn.

184



ERREARERRERENHIRGLIEEN

. °
o" o ‘.o
0%
c 0 @ . . ® o o
0,0
o ® o
* e °  poumy
°
3]
Philip L. Wylie

Agilent Technologies, Inc.
2850 Centerville Rd.
Wilmington, DE 19808-1610
USA

=

FANBT—MEHT RORLHEE, RAERELHRE
HEERGBBEENRERRGEH, FNREESRET
926 #RZ, AFBTFHYRFEXLEEY — LLRRHIEE
%7 359 fit &, BETBHEM “BEEFIX (Positive List)”
1 GC/MS TRt EY. B REEBERLEY.
oL ERERY GC/MS REREUTREPHERES. F
BB E T IMERFRES GC/MS HIBERBIELEY, &
GRS IHEE R 4 72 R B0 B Fo T 4 I R B Al b X
EAtey. axEREESTERTEFNBRERRERY
(EB4S G1716AA KiAE A.03.00) LA, TLEIRX
Bis. FHEMEE 926 MRBGFA T TFHYET GC/MS

185

GC/MS FHiE 926 FREGFIA 2 iib LY
Rz Pl (5989-5076CHCN)

g, KORFE 2 5%, RERTHHIDEEPRBELR
HWPEIRE, LR T HOBIRENR/ MBIEE, @it
WRETRRERMFS 17 MbRKER, ERHBIBESHE)
T, BERRERGKIT 09 RS, K4, EHBHFH
XERY, MXLEEURBREGFNSBTFRAMRBEEFE
HEETETEEN,

518

JUAE AT ZAE R PHE A A AT (GC) FrHH A R: —
i (GC-MS) B H L oldk T O/ B iRl 8E (RTL) 1Y
W& o LB (S A ] A 0 46 0 925 R0 [ B €8 1% A
RTL #R i f t5 EARAS200 S A (T 248 (e GC 5
# GC/MS LR B Al BB A v RE (1), BESAEE
AL E AT LAE & D h—/> ki AR B IR, B
2yl FTRE G A 25 O A B [ B 10 T 4 i a4 . it
FEHAE B E8iE J5i:, EE FTLAE GC/MS S
TR B ER AL &, Ead “drdh g (Hits)
S Bt 1E R £R B IS TR FOOE R i 1B, i HERR B PH
PEEER, SRS A AL (2),



Bilt, ZHEBIA T BRI S M: (DRS), &iAT
R BRI S BAR A e B H A . B
AR A = FP AR GC/MS SR A4t 2

1) ZHEE GC/MS fhs: TAERL
2) £54 NIST ‘05 Jik ) NIST it 2 fe v

3) [AlkEk A NIST #Y AMDIS k{4

LA R A g AR S R PV A — BT IZ A 245 5 T gt ke
Ti%, WA T 567 R LA n BE N 43 b TR Y I
ke (AMDIS #%2X) AiE B IR BN (3),

BIE, RARECHEN T — Ml R B AR 25 0N 43 iis T
PR E (B85 G1672AA), fiE 926 Fift&
Yy, FECLRTIECYE BFE R b, BT 359 Flupriift
W, R, REECRHEN TGRSR R
A G5 G1716AA HuA A.03.00), RTLIFEEf
AR A S8 T P B R RS R R R - e
A,

RENAFBTFRPBEENAE

G1672AA R 2Z5F0N 7 b T84 B & B A vl H
GC ik ), WfhFaLifEtHiiss, B, B8
HREMREM, LN T, BEENLR
BRI LT, —segukl (andifHel), A&
LA WUL B — S HLRE BELR 51

BB LT

LA GC/MS b2 TR #HE 44 Bk B 22

e A, EREILHER GC/MS Ly T AR,
AL D RE SR A T K

186

o A 926 FiLArEie R EHR], ZeHEE 5975
5% 5973 1 GC/MS H P rILME A Ry SR E EHL

o TR GITI6AA (A.03.00) fifH R & 1
fop'aiE

DA B B 24 G1701DA (D.02.00 SP1 ik
AR T, B85 GO/MS XA
(L #5 ZHNRG TR S PR s . X 2%
KT 1

o SEBISCH:
o BFHERE

2005411 A 29 H, HABUHAMA T “HEFIR
(Positive List) fill EERHIEA 2. &ALy,
B T 758 bR KR B IR & (MRL), [FR
MANEFERZ: T 65 Pt &4, 16 Pl sk 8 AT
A o H At AT B A A T A 5 o B o K B B PR &
(MRL) —%(7E°h 0.01 ppm (4), #HHIFIFET 2006 4
5 A 29 H %,

1EH AR EFIFBA 265 i 255 H GC/MS 4T,
B G16T2AA R EGBARIERE T i ix it &40
T RO A PR B D R, — AN WA
GC/MS iz171/a1 1-3 BN iiikix 265 Fl “HH 25
R RS L EFE 2Rk 2,

F VA TRAEC R TRAOHRIBES , s br
2. MR TR R ARIR], AT A AR P T
{ULRERE (PTV) B¢ 20t/ A it FE 77 2



1. SWURERE

SHEEN Agilent 6890N

Epuprigea- Agilent 7683 #2870 B hift ¥

#En Agilent PTV BHIMZEXH AR/ A7

it Agilent 30 m x 0.25 mm x 0.25 ym HP-5MSi  (E}{4-S 19091S-433i)

i a8, BEES

{REB R[] S E Chlorpyrifos-methyl $iE 7 16.596 min (AFRAELE = 17.1 psi)

pabi-kided 70°C (fR#5 2 min), kL 25°C/min FHEZ 150 °C (7% 0 min), KL 3 °C/min FHEZE 200 °C

(fR45 0 min), B 8 °C/min FBZE 280°C (#&¥ 10-15 min)

PTV 0S4 IREER: 40°C (fR$F0.25min), 11600 °C/min FHEZ 250 °C (452 min) ; MEAHE: 0.2 min;
M. 200 mL/min; BEFEE: 0.0 psi; HiAFE: 60.0 mL/min; BiRiE: 2.00 min

i =3 15ul (A 50 uL AYy;E5188)

B Agilent 5975 inert

g Atune.u

B A% (8 SIM DRS EREEEFHRN)

AL E 50-550 u

BFE. Mg, ERLEE %14 230, 150 #1280 °C

BFIER 4.00 min

B mE BEAiEEE

¥

GC/MSD k2 T {fik LR EHS G1701DA (D02.00 spl FREESARA)

BERRER M LIS G1716AA (A.03.00 BR) BAEFIRSH M

EERERY NIST MS % (2.0d RS EHHEA) (5 NIST '05 ik EAE—E — RHERLHS G1033A)

BERRM BERILBERINETHY (AMDIS_32 2.62 i ESHRA; 5 NIST '05 RitEAE—RE —%
FEMCERE G1033A)

MS & NIST '05 ik (RERHHS G1033A)
Agilent RTL RZGFIA B TFHME (Agilent 5 NIST ) (R4S G1672AA)

ZR2INie SR R BUR A AR T B SR R ik 27 AMDIS fif

KTLARTRFRIICE (3, 5, 6) @At ifER

Ry, BT

BB, i 0 BRUG B A HEAE Z HE (S RTL R 255
EEPEE. /£ AMDIS A[LAGCE — A ifg82s, Mifi
{5 55 BT I PR BRI TR] 7% A2 PR IR R 8 A H

BRI LSS T =AM R EAE o BT P TR
HE, GC/MS L2 TAESER AR I B ARIE & 4 H)—
A HARE R =ABAR T, XA AL At
— R E Ry b, Mgy AR BT 2 BOIERI L &
PR XTI AR a4, RHRYE ARG
B A5 F: rh B 1 oA 245 2P 35 i[5 [ 7R Al Tk

187

TR BB TA1 B PV Pt A v A e b P B O B B 1]
XA A — e/ — — i 10-20 B, Fa, @
it AMDIS fi# % B B A B br ik & P i 5k & 1
NIST ¥ ER 147, 000 Fifb A4 rh R WhIE ;s X
— A R I EK



BTG AR R B VF 22 S SR, IR T 5 9T
DAE e & 830 R 2R R TH0 T RERS A2 5 Z iy (i
Frp e s, Fk b, XAMRRAEE o AR, 4F
2 1 PO AR B B ORI AR R S R BB (D),
B, MG AR A A 258 e rh o B ok, T
T LA SR A SCE T B AV EE E

JFRy 567 Bk A4 RTL R 25538 % (G1049A) EL45
eI ARy, R B R " GC 4r
HErI R 50 Wb T T . BT iR B A T 2 A 25
P4 Wb TR . R S B LG A £ S Ak
R B b R T Jety . BLHE 18 B AR
(PCBs), 4 FiZ{RIA (PBBs), —2££ 1754 (PAHS),
— LU LRI BRI, — bR B R R S R R A =
FhoR PR,

BERMRE

B 1B/~ T AMDIS B—AN51h, Ui T fifs ARk 1
fIsE Rk IhRE. B 1A A S B TiReaikE, H
fth = S 8 2 iR 5 A (AMDIS R ARIE) AUHEEE
TR R SE TR G B I RS B R
fE—AE, XA SEhbs B i ik =5,
K 1B b A RERIEE (H6Lk) RARRER
ik (Btgk) E&KE. RUE, EHHES
TEMEAY, (EoPrATER . B 1C BoR T iEH
i (E iR ) [RI%oEE sk CREATERE)
VCHc R 4F . RTL 4% 25 50t e v ik RO Ay £ B2 i Tl
26.933 58P, [EXAS 3% B iR B0 O B IR A
FHZE 2.3 b, TR RS BRI B A OR BT I ) 55 A (i
T A Wit B S A

5 AMDIS-Chromatogram - Target Mode - EDZ-552.00 -2 x|
Fie Anabze Mode View Lbrary Options Window Help
| C:\MSDCHEM', 1Y DATA'CDFA SURFACE WATER DATA\E02-557.D\DATA.MS =]
" Info
Abundance [1.49%] 29 targets (T) ]|
100 A
=
50
2
0 - (502 |
Time: 26.&55 26.%’43 26.&32 Zﬁ.bztl 27.IIII[ID 27.697 27.i86 27.|274 27.1’;63 27.;1.51 27.540 27.&29
Abu.ndam:B[428] | Scan 25380 (26.97 min) and Extracted spectrum (26.974 min)
100 145
= o
&0 91
2 @ 303
109 725 173
# J m hu” 163 | 191 20O
219 238 284
ol LE, m 1l y ﬁuu!lﬂhin. wiliad Lt | 238 253 268 23 ‘1312 328 342 355 372 401 446
miz: 50 7= 100 125 150 175 200 225 250 275 300 315 350 375 400 425
c | Library Hit: Norflurazon and Extracted spectrum
100 145 303
=
102
50
25 a1 173
s2 75 88 l| 284
206
| T I lll_l\l 1}6 I} F1r ' e "181 A 220 22,4 248 Zﬁls Il | 346
m/z: 50 75 100 125 150 175 200 225 250 275 300 315 350 375 400 425
B 1. WEWER AMDIS RE
M BT AR EHY BT 735 &
A) REREHA S B FREMRNE FRE
B) EEMENSYHBEREE (B%) [ 26.972 HHHERE (RE)

C) BB IERIEE SHRE PR ERREE -5
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Rk — EERHNTHR

BRI, LRER T RAEIE IR R A R A i
HIR 255707 (3)o IMIMAKR 255 HLJR (CDFA) #2411
FEABATISR08 5 AT 17 Fisth ok SR B B S -
KGRI AR 2550 B 5 1268 GC/MS i Bl 471 (7]
B, AT P AR B A R A o0 AT SE ST A
FHE B RE . SRk M AR R 5 1 40 B 1 2
567 Fft &4 RTL K255 % . 4T ik, F#m
926 Fifb &4 RTL & 254048 B 8 o A 1 ARIRI A 1L
Ay, TR PR aitE (& 2) fMigs
PR 4R (B 3),

2800000 —
2600000 —
2400000 —
2200000 —
2000000 —
1800000 —
1600000
1400000
1200000
1000000

800000

600000 |

400000 |

200000 \LML"

TIC: E02-557.d\data.ms

i)z &

s

BT AR —HIEREL, 926 Rt A EEE AETHIE T 7 B
e ey (B 3 miEZIR) : 4-5058 2R IR A
(—FREE IR AR TR ) 5 3,4- SR EUR
e (BepERiny) ; siR= (2-JCBE) (—Fhkl
#AFHD) s wER (—FloRlEd) 5 MERIAEE (—FRR
A 5 KRR (MARERAARS, —FhkRE
) s MTSEAECH (—FELEAHRD . BAR—RIA
mHERIA A ek, 2 FTCA A RS e 2 A A
AT RBL, ETRIE PR R SA 251
—it2 (8).

i

T
i)

e e S N s s et e e e
5.00 10.00 15.00

— T
25.00

L B L e e e s e e
30.00 35.00 40.00

2. BUMERRERGRAHN RIL REARN D FRAYVRBEESTRBKRRYHESEE. FHERNE 3

i
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MSD RREHRRE
Sample Name: E02-557

Data File: C:\MSDChem\1\DATA\CDFA surface water data\E02-557.d
Date/Time: 11:24 AM Tuesday, Apr 4 2006
The NIST library was searched for the components that were found in the AMDIS target library.
Agilent NIST
ChemStation AMDIS RT Diff reverse Hit
RT Cas # Compound name amount (ng) match (sec.) match number
4.4689 106445 4-Methylphenol 62 3.2
4.4689 0000 3-Carbobenzyloxy-4-ketoproline 48 1
4.8840 104121 4-Chlorophenyl isocyanate 84 -1.8 86 2
6.3879 102363 Diuron Metabolite [3,4-Dichlorophenyl 99 3.1 95 1
isocyanate]
6.8357 759944 EPTC 84 2.0 85 1
7.6988 95761 3.,4-Dichloroaniline 93 2.1 89 2
7.9342 131113 Dimethylphthalate 67 1.7 84 2
8.1112 25013165 Butylated hydroxyanisole 63 -1.7
8.1112 0000 7-Methoxy-2,2,4,8-tetramethyltricyclo 62 1

[6.3.1.0(4,11)Jundecane
8.941 29878317 Tolyltriazole [1H-Benzotriazole, 4-meth-] 1.29

9.7903 134623 N.N-Diethyl-m-toluamide 85 2.2 84 2
10.0019 84662 Diethyl phthalate 98 2.6 92 1
10.7109 119619 Benzophenone 86 2.6 88 2
10.9684 126738 Tributyl phosphate 96 3.0 90 1
11.6491 1582098 Trifluralin 83 0.7 74 1
12.9326 122349 Simazine 88 14 86 2
13.4309 115968 Tris(2-chloroethyl) phosphate 79 1.0 78 1
13.7478 1517222 Phenanthrene-d10 95 1.3 83 1
15.4048 58082 Caffeine 80 1.6 74 1
15.9474 84695 Diisobutyl phthalate 90 3.2 88 4
16.5988 5598130 Chlorpyrifos Methyl 97 0.4 90 1
17.3663 7287196 Prometryn 90 15 84 1
18.4213 84742 Di-n-butylphthalate 99 0.4 94 1
18.9214 51218452 Metolachlor 90 0.7 87 1
20.5633 121552612 Cyprodinil 69 0.1

20.5633 76470252 9,9-Dimethoxy-9-sila-9, 70 1

10-dihydroanthracene

26.4247 23576241 Norflurazon, Desmethyl- 87 —45 69 2
26.9700 27314132 Norflurazon 87 15 79 1
26.9992 85687 Butyl benzyl phthalate 94 -0.5 94 1
27.3984 51235042 Hexazinone 89 0.8 83 1
28.0127 78513 Tris(2-butoxyethyl) phosphate 75 3.3 83 1
29.6537 117817 Bis(2-ethylhexyl)phthalate 98 0.3 90 3
33.9298 84764 Di-n-nonyl phthalate 65 -1.9

33.9298 0000 Phthalic acid, 3,4-dichlorophenyl n 1

propyl ester
13.739 Phenanthrene-d10 10

3. RKERSTRERRERHRE . BEFRTHUSWERMRTLRAMEEPRKE, FROBEERTFAORZLEMRHE
V-3
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EAHE T, (LS TAESE 8.941 48P UK BT HHE
EPF =R M, (B AMDIS ARERIIE, BIETsHLL
P UE . AMDIS LA iy VC S B 8 B M w0k T
AT He-4-F 5w E B, (LR AR T -7.7 b,
bR ZH APt & wEiE L . XN LEATE
NIST JEr, FrLARNREREAAIE, (b TOER, ik 2ok
FRA =/BHIE S e £20% LI (FH*)), XXT
—AE IR A Y . X ARRE T AT At
TAERBIE A IRD T,

AMDIS FUE THEE % (20.563 43%f), {Hj& NIST
BRI AAZ LR, FiE—47 2 R f4f ) NIST T
Bl B IR A, NEWEA%, X4i%E AMDIS
Rl AR BEE” s X AR, nE 4
TR MTE R BRSO A Wy i A B e X A

& _Add a Configuration

Tri_Pest.M

ETGRE, NIST A5 3% HH 55 47 Y U Ly iUl A2 M B8 20
Jt o AL A PRI RAIE A LG s T PRl XA AN B T )
LRI, TR T P s B R A A AR 2 07 AT
H RS R R R — R .

FELART ST 28R ELER R (3), A BUR 5 K 1 AT LABAUE
P ) CDFA L5 R B 37 Rl 2y, SR, Mt
PR TEB 17 Ak IS 5 R 2D 20 2580,
i FahRIERE 8 AN (3% 2), WiH, &Mk
HRHMRILT CDFA 5 g — MR PESE R, JF
HERILT 5o 34 PR 5 KL &

(i FHTHY 926 Fhfb A4y Eda e, T 32 o BhAlwT
TN A R, BB SRR T 55
99 Fhvfe 2y, iy, BLAFIFIAR LAY (R 2),

CAMISTOSWAMDISIZYLIBYRTLPest3 msl

CYMISTOSWAMDISIZYLIRY 1Xdatalx.cal

CHNISTOSVAMDISIZNONsite.ini

B 4. HEEH Tri_Pest WRENVMERHEERE. LARPHL "TEARRKEE" K, AMDIS
SERAFRBEERERIEE, MRKGLIZM, AMDIS &2 AHEE. FHE, XMETH

SHME SHEENTRRE



£ 2. RE%ES%HE (COFA) FIEASEMMMIEE (B4 567 k448 G1049A F1E1 4 926 #t &89 G1672AA) HfR

ERRERERN 17 HpRKRRYBER LB

Agilent DRS Agilent DRS
CDFA (F3kH) G1049A %) (G1672 AA $iER)

AR RAEE 37 EHERT 37 #n £ S IMY EVHERT 37 #in_ESMY

M LAY 99 #L &Y
TAEERZGHE 1 0 0
A3 EE ] ~8 N 20 434 32 o

(RAkZEIEL)

ISR E {30 RTL REEARE (G1672AA) h, MR E

REZUEWAE LA LIRS, BA MR,
Biln, AR EA AT o= A T Pk Ex e
Stk ARAE HA B AS AT RERfE X L8 T (R 13
BN, KRy 50 B LAEE ¥ A R B8R RS .
RHAEHY G1049A RTL 4 25508 FE AT 35 5% Le 4y
R B Dby e, 12BN SaA, I 2%
T, Rk M, BT X L R A R ER A A A R Y
CAS 5, —RH CAS Sk#E “NaEM kit
7 XK FE AMDIS [ R, 1

mT,

AMDIS #fFIH “tb2g 515" RIX Hlix et &
Y. H i PRI RN R — B0 O B (E F SE E L A4y
CAS 5, AMDIS BRIA[i% B st & fE4rHr GC/MS %
ESCHERF, A CAS S Rk, XHEEXE
A, BORBARERN A K BEE A AN CAS
5. fE AMDIS )5 #r/i% B /BiE ) T hi g sk £
%8, AUARTFEMEAYE LA LR, XA, e
{f /Mg HAT M R A A 4 & FR.

T O T AR, BRIIPHIE - g EIER
CAS 5., HARIIHH MR — 15— LR
k) CAS 5, HIFAHY CAS L& H P LAWY 4
FZ)a. Blhn, FEEEE RS AR & B
% 3 Fis.,

% 3. #i G1672AA RTL REMIBEP S LB HAABEHETIF %

fREEHE LA MER CAS 5~
32.218 AL E S| 68359-37-5
32.359 FSE %0 || {CAS # 68359-37-5}  999028-03-4
32.477 ASEEE |1l {CAS # 68359-37-5)  999029-03-7
32.536 FASEEE IV {CAS # 68359-37-5}  999030-03-4

CE-ANRIT, RERHMAFOEEENL I FENEES CAS S, FENEY R
AR, ERERECFHE CASS (JUER™) ENNXIE CAS SELENE
HREANASE,

CRRAAPE ICEARLTEENCASS. ARAFER I KETHR-S, #%5XK
CAS Sk, RATMHBREE—MEFHRE 6 MF (3t 9MF) FHAAL
#2999,
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5 U6 HA T P B0 A dnfrl 8 T AMDIS B & (4%
A —%F—UCHEL) RBHTIE AR 3 AR 5 H i U B
H. [EHIER 567 Fit A5 (G1049A) A H
F—k CAS 5, FrLARBIN T — & H B A,
{d 3R T 926 Rk &4 RTL K 25588 )% (G1672-
AA), THIET A BRI S, ANHFTE, AR
FER 11 I 4a ] CAS 5 7E NIST 4% L% A I,
B, AR AR ORI — 4T N IC Ee B A b &4
XA, IR P ERATE S E A ERT AR

BAE, HBELEMERIER P IT S NIST 54 E s
%, WSS ESGH CAS SIL a4 2 T e H 5 4k
—fT. {FEIXEGH CAS T— 2L, 999 LAY 9

A)

Agilent NIST

ChemStation AMDIS RT Diff reverse Hit
RT Cas # Compound name amount (ng) match (sec.) match number
31.6158 52645531 Permethrin Il 88 3.9 91 3
B)

Agilent NIST

ChemStation AMDIS RT Diff reverse Hit
RT Cas # Compound name amount (ng) match (sec.) match number
31.4127 52645531 Permethrin | 78 2.6 81 3
31.6088 999046036 Permethrin Il {CAS # 52645-53-1} 65 35
31.6088 51877748 Cyclopropanecarboxylic acid, 95 1

3-(2,2-dichlorovinyl)-2,2-dimethyl-,
(3-phenoxyphenyl)methyl ester,
(1R-trans)-

5. A) 4 AMDIS FRF—MLEMESEREN, BEFRRERMEMER G1049A 1Y 567 it & HEiEERENB S HEN—1 Tk
B) HREIME THRERRSREER G1672AA 1 926 Fpit SVEIEERAZMAE FEHREE
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&k

i) G1672AARTL 4k 25 F1 N 2 s T4 s Lk e
F R A B35 T 3 2 (1) BARfb A4, BT 359
FRTIfe &4, & B A e mr s, S Tir%
HAc s, RN T, BlAnE B 2 &
PR, 2B, £2305%, NERELaEw, 57t
JuptUL B A AU PR, B EdR E R A
FEFZE” IR BT A i FH GC/MS AR 4 Hri

2B SRS R SR 775, WTLMEZI P4 Y
BHEIA, FEAEAFERIY GC/MS B SO i ik i B A
[ 926 Fifb &, X TAR I S RIFREEAE dh AT I
elt Ay, EXRE—Mmik, Ham. R, &R

SE 3k

1. V.Giarocco, B.Quimby, #1 M.Klee, “{# &} A
BiE: BESFRNHT, ZHERFHE, ElkS
5966-2469E, www.agilent.com/chem

2. H.Prest, P.Wylie, K.Weiner, fi D.Agnew, “ff
F16890/5973 GC/MSD # 4t A & ik 4 25 F N 5
WTIIRT, ZHERFHL, ElRIS 5968-4884E,

www.agilent.com/chem
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BT — WRUR,

. P.L.Wylie, M.J.Szelewski, C.-K.Meng,

C.P.Sandy, “GC/MSD f{f FHfiftts BT 54k 0 42
kA 2y, RHERFHYE, ElklS 5989-1157EN,
www.agilent.com/chem

“RAME AR R E VIR LA, R

AEIR, (RS ahH i

http://www.mhlw. go.jp/english/topics/food-
safety/positivelist060228/introduction.html

. C.P.Sandy, “fd JH i BUR &5 B0 f 0 I8 AN RS

IR IR R e 255 I E S, RHEIEFHE,
Ekil2 5989-1564EN, www.agilent.com/chem

. C.Lesueur fll M.Gartner, “&43H, EHEE &

M, BRI SRR R R g A e 25 £
T ESEER”, 20056 Erndhrung/
Nutrition, 29 (11) 466-471

. X.Ping, C.-K.Meng I M.Szelewski, “ZH{g

GC/MSD it AR S B E I R, AR,
ENRIS 5989-2249EN, www.agilent.com/chem
“EREE HORT TS Qe 5y A RN 8 R R 5 R
USGS, Contaminant
Occurrence Studies, http://toxics.usgs.gov/
topics/reconnaissance_studies.html



Bt A

HEEPILEWMIIR

124-Z8%
12-ZiR-3-8Ak
1,35-ZiR%
13-Z8%
17a-Z BRE M "B
1-E8
2-(1- %) Z BB

2-2-TEEZSE)ZERSRE

pid:: i
2345-MEHER
2,3.4,5-MK 7
2,3.4,6-ME 7
2,3,5,6-M S
2,356-MEXMBK=F
2,3,5-= SR E

2.3 5-BRE

2,3,6- =7 Al
2,3,78- WS =Bk IR
2,37 8- = F R
2,45,6-T& A Z %K
2,4,5-% FEE
245-Z8FE
2.45- =S FE
245-Z8-W=BE
245-ZHEFE
2,4.6-=R7 Al
2,4,6-= IRIKE
2,4.6- =87 Al
2,4,6-= SR E
2,4- i FRE
24-TETHR

2,4-H TERFBR

24 -ZE KB (2.4 -ZRFHEER

=49

24-ZSHFE
24-Z KX ERTHEEE
24-ZRERR
2,4-ZFREXHEH

2,6- S FEth
2,6-ZKEF

2,6-“FHER
2-[3-SFFE|ABERE
2-SKE
2-28-13-C_F
2-ZH-6-FEFR
p R 3
2-BE-4.6- _FHEKE
2-BERE
2-FHERE
2-FERR
3.45-BRE
3A4-ZRFME
35-ZRFME
3-REXE
3S-4-BER
3R-4-REFE
KB P
HREMEA
3-BIRZEE
SERRERRE
4.4 -ZSFREH
44 -ZREZKE
4.6-ZFHE-FFER
4 TEBE
4-RERE
4-5-2-RERE
4-5-3-RERE
4-FKE
4-SFERRBREE
4-RREFE
4-FRERE
4-FHERED
4-TEFRE

57-ZRE-4 - REEREN

9,10-EER
BRR
BARR
Z B AR
R
it B &
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ZERE
= AR
EER
Eab
AR
XA
EER
FRE
"R
REH
RERK

RERAHYRR, N-24ZREXE)

N'-EE-]

R |

FAF4E |1 {CAS#140-57-8)

PSR

B 122

£ ZEPHHE
IR

M RE Y
Azibenzolar-S-methyl
ZEBHBE

AT

EREREYN-EE4FRESE 6B

H.135-ZK]
BRZ
BEX
ERIALERS
5 R B
BER
Beflubutamid
ARR
BEBRR
THB
AER



AR EE

KE#E

ZHR

R B

ikt

KIS REATEY
REF

X, 13-Z (REHE)-
RHABLRR

B

FIf[a]E

FH[altb
EH b EE
AF[ghi]IE (ZEFHRF)
FHKEE

I

b3

- SF =

SF 11
D

(o4 = QL he>)
SE 3
Pl Pd
ShSt
St
7

3
jo Yo o 3w

T O F O
S

@
~
>l
\I_
I
pJ
I

S
EOHE S

BBt (5- K E-B-EER)

m

ERERES
RRERRE-S-HREERMME
R K B3

Bx

Z(2333-MERE) B
SE_FRERW 2-TEEZ) B
FR_HEBW 2-2ECH) B
E A

W= HEE |

WA = MBS |1 {CAS # 55179-31-2}
TEBLE % (BAS510)

REZE

RESERE-(E)

BRERHRE-(2)

BT EER

RIER

R

ZERTHE
R
REE
RSB
PRE |

PRI 11 (CAS # 116255-48-2)

ARE
HEE R
R R
TER
AREEEE
Y
AT XHE
R B
PE_RETFE
WTE-4-ZEEER
ks
AEM
(373
HE
REMA
AR
KRE
73:pay
kMR 733
kW FT-7- 28
=W
THEBEE
EFER
AERE
SIRHELEE
BRI
Cashmeran
Cekafix
FARE
REHIE
HRTHE
SR
SURBI
KR
SR
SER
FriE
RARK
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RER

e g
A RE
LB
RER
BAR
IR E R R
EABER
S
SRR
EhE
CEER s
tE
RBR RS
HEE
BEkE
SEBR
B
RESITHE
HER
ERE
S
SRR
SR
SR
ZEF

-

=

IR35EE |
K368 11
13| WA S i
IS
RERE
FEEEH
Ef R
1R
T/
BEw
g
KW
RIEHE
IR R
BRYF
Cyclopentadecanone

e



HEEE

A |

FSEZIEE 11 {CAS # 68359-37-5}
S EHEE 11l {CAS # 68359-37-5}
S EBEE IV {CAS # 68359-37-5}
EREn

SIBERBE (1)

SEMHE (v)

RESAFEMRE

ERE

SEHBE |

S ZES 1l {CAS # 52315-07-8}
SUBZIER |11 {CAS # 52315-07-8}
SUEER IV {CAS # 52315-07-8}
w3k

RAFBEE LGB {CAS # 39515-40-7)
HRiE

RAMEE

NS

i)

P

Bie-(ITR) FEAZ5ER |

fle-(IRw) KBE4ES |l
{CAS#260002-80-2}

TR

DDMU [1-]-2,2-= (4-8FH)]
TEREE
REHE

R B

PR

RS
£R-RTEER
BEHE

e

ST

BRER

#EH 11 {CAS # 2303-16-4}
PE BRI
37
SR
ZHH[a.h]E
FER
EERAR
A

3547

MER

WER K (DMSA)
—SER
MWER
WS
24-THAER
2,4- TR R
R
TR ME2
WEEERE |
WEEER 1 {CAS # 139920-32-4}
RER
SR
HiGH
SE_FR_IFCE
WIRK N
IRERFH
=
ZEH
ZZEFFEM (FREFE) (EXD)
PE_RR_ZE
“Hig
Z IR
EEAME |
TR || {CAS # 119446-68-3)
HEE
AR
DE_FR_STEE
g
Wk EF%
RER
REZR
RN ZE
BYE
R
FEEEID M- (E)
JEBEIDMR-(Z) {CAS # 110488-70-5}
IRy R
RESHE
i
g
PE_FRBR_IETHE
PE_FR_IFCE
FEIEE
HURHE
PFE_FBR-ETHE
HhiE
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B |

FUBE 11 {CAS # 39300-45-3)
FUEE 111 {CAS # 39300-45-3}
BUHEL IV {CAS # 39300-45-3}
PF — BRI

1 S

R B

b S R

i R ER

SR iH

SE_FR_ERE

TR 1 {CAS # 63837-33-2}
ESTLIN

&8

E WL

PBE IR KA

3

REE

Dipropyl isocinchomeronate
ZHHE

TR

REw

BRETE

HEE

HERREY [34- S EFRBKE
MER |

&R Il {CAS # 1593-77-7}
HE

SRR

AR |

FE B3GR |1 {CAS # 54406-48-3}
FEBEZGER |11 {CAS # 54406-48-3}
HRIER IV {CAS # 54406-48-3}
i RIER V {CAS # 54406-48-3)
Bt (o i)

Bt (B RAGMEK)

WAz E

BN EE

B E

BIREH

SR FIER

BIRFIER



RS
=L
IER
mEE
BRI
RER

Z IR
THREE
M
KA
MER
ZHiRk
e
ZREE
ZHEH, 2.5
SREMZE
R4

Z IR
R
SR
%&i E£8-5-ZEEI"ERE- 1248
—)
Al
TF&ER
F+ENER (15-TEHE)
TR ER
KK

TR AL o
TRBETN
TRLRBEW
RIZHE
7L
LYW
3
M
REWZEE
Jidg
SRR R Rk
FRENE
BBz
b7
RISFRBE
HFEEDRIETRE
THE
2,45-FAE

2,45 HERFEE
RERE
TR
MHARER
WEH

g
Sk
R

G317

ERW
HRRRERRE
FRMERYN
EREW
B
SRR
BN
E[114
HXZE |
EUXZGER 1| {CAS # 51630-58-1}
Fepropimorph
Mk

A, XTHEE
RABWmAY
AW
SERAER
Wi e
RBMERER
gl
FAMEEE
TR

SHE
AEKDEE |

FEUKZEL | {CAS # 70124-77-5)

FIEE
Fall
ER
B0 A 2 BRI
FTERER
B
RE

il

HER
ZHEER
AER
FMR
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SR EIE 11 {CAS # 61213-25-0}
RARER, 8

A -FERER

Az

5= 1]

FRER

HES

Ealiid::n

FRRE L |

FILEZIE 1| {CAS # 102851-06-9}

KE T

Hn Bk
S
TR |
TEMSEE || {CAS # 98886-44-3}
ERT
KEAR
735371
FRE
bl
[
MEIRR
t8

IR EE |

BREEE || {CAS#81405-85-8)
Bk e

[ !



Bi7[1,2,3-cd]EE

W WA AR AR, 2-1.3-2

SR-2-H)-]
B
PR RE FER TR
INK B
RiEES
RER
MER |
HEE 1 {CAS # 140923-25-7}
Irgarol
SR
BER
BiEE
T
KRR
BYRKFH
S

F R EUIE
BTE
BHEH
RER
BER

RAE

=
RAFEE |
el
5ttt

T RRE

ARKER

REE

bRt
SRR
w3

FlamE

OhIRS
DHEH#E-0-RZEY
2 B4 B
2HRASTRECE
2B 4 S THRFE
18] FR

2 B4 SRR
RRER

Mg —8 = Z B
ER

RAF R

AR

ZIERE
HEXGE
RER

KEE
RE—FHLARE
LT

AKX |
IRIKMEE I {CAS # 125116-23-6}
EEMLE (PERRT=H)
HiHR

FA et

AR R

RN

KA,

R BB

KA BITH
&

SE-AI
SA—T Il {CAS # 40596-69-8}
EEi#

RE RS
FEHEREE
ZH (2-5%) P
FE T SR

FE TR

Z8-1-Z 0
XAE

FoE
RERERK
ERE
XEFERE- (E)

N ERERR- (2) {CAS # 133408-50-1}

EEW
EniE
BER
REA
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A3

FoE
£FHE
B&m
SUEE
ZHZEEE (moschustibeten)
—RERE
BRI
NN-ZZ £-i8]- REBE
N-1-ZX Z Bt
ZiRE

=3

ZEZHEf
Rk

BEK

bl

BER

SE

PRER

RRH
N-FE-1-ZEZ Bk
Eh&E
V& w ik
EER
BEX, £RE
AAMIER
o,p'-DDD
o,p'-DDE
o,p'-DDT
NSEZ
PEREERR
P_Ex
FAKELRZ
KRR
DEEXE
SR
PEEBERE
HEH

BER

EBER

RERER
REXA
fUEFR
ausH
LG
ZERER



p.p'-DDD
p.p'-DDE
p.p'-DDM [Z (4-8F) Bl
p.p'-DDT
p.p'-ZiR# B
p.p'-FFREL
eSS
xR
Xk
PBB 52 MiREE%
PBB 101
PBB 15
PBB 169 7iREXE
PCB 101
PCB 105
PCB 110
PCB 118
PCB 126
PCB 127
PCB 131
PCB 136
PCB 138
PCB 153
PCB 169
PCB 170
PCB 180
PCB 30
PCB 31
PCB 49
PCB 77
PCB 81
MZFE
REMR
KE M
s E
Eikid
Eki
ASHF
AEWER
LS FE
BERX
S50 |

SU39EE 11 {CAS # 52645-53-1}

Z i
WERE
T

¥

FE-d10
Sk

P

IR
REBEE |
REEEE |1
XEZH
BEH
AR
FREERA
BT AR,
SRR R
AR
i

0 B
TR |

A% 11 {CAS # 13171-21-6}
M S B

B 0 %
SR
S B
=t
KRR
WRR
3R

R E R
T,

ZH R
R
BB R
EHERE
MTHE
Izt ER % R
R REZEE {CAS#23031-36-9}
HER
BER
AER
REF
FERER
AR
RIRBERE (4-8-2-8FH)
I
RERIFSE

KATBRESE 11 {CAS # 158474-72-7}
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BmRE

NERRE [5-FAE-3-FERRE)
E{ T

hESH

BER

B4R

e

AL

T

SR (RCEE, 2-¢-HTEREH)

IKiE

1 B

EBRR

AR |

AIME 11 {CAS # 60207-90-1}
RAER

FRRB

St

FE
AREK-ERE
AR

2R

bR

MBS
MR

REH

EE

TEM

[

R %Es |
B % 1|
HER

g

FIRBE

HEIE

REE

TEHIAS |

TEBEAS |1 {CAS # 88283-41-4}
INERE R
—HE#ER

W e 2 Tk

F5IEE (E)
502 E (Z) {CAS # 136191-64-5}



B

I I

ST R

Py

BEER

ISHERKEY (AEXERERLY)
BERR

MERR I
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Pk

K% 11 {CAS # 10453-86-8}
g2

S$.8.S-= THE=Fi kBAms
J\ERE

5T#

(ZEFTE

TER

R R

TR B

[upLpE

TERM

FEE

Z R

2 i e

HERERRR |

BEREARZ 11 {CAS # 118134-30-8}
SRR R BRI (445 T &)
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ivad

pi¥aral
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W RERER L
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Z AR

RER

HEES

TH R

KW

Mt e
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AIKER
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MEHER
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FEE
FIRE
T
AT B
F TR
RELES
Terbuthylazine
Terbuthylazine-desethyl
Terbutryne
RHR
SRR
SR
MEPFE_FBT R, ITx(1,2,3,6-
25 R |
2358 11 {CAS # 7696-12-0}
AR A AR
R
EREAE
EEIEL:
BRI E
REME
FEXE
FEZ 8
TiRkE
BEERH
TEH I
TER Il {CAS # 36756-79-3}
FE IR
e E it e
XERHER
X R HIE R K514 (DMST)
FEXB=ZGM [TH-FH=M, 4-FEH
FERH=FEM [TH-FH=M, 5-FH
HHEE
FR Parlar 26
FR7F Parlar 50
FR Parlar 62
RASEH
=i
Traseolide
=
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WS

HER

= R

mEFu

2501

SR

HER=THe
ZHRAEHER= T
B

HER

e el

FEE R

=S4

ZSE-BE

BB = RAREE, (L
BB = RARE, P
BB = RAREE, AL
=T

T, 4-+=RE
KEIR

Bk

= EHERTE

REER

e

FEM

= RS

W= (2 TEEZE) &
BER= (-2-SZ8) B
BE= (-2-2ECE) E
KX EM
Tryclopyrbutoxyethyl
Tycor (SMY 1500)
R

BR%

REHG

B

XMC (3,4-Dimethylphenyl
N-methylcarbama

XMC (3,5-Dimethylphenyl
N-methylcarbama

EBE R
B E IR
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Bernhard Rothweiler
Agilent Technologies
Deutschland GmbH
Hewlett-Packard Strasse 8
76337 Waldbronn
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Eberhardt Kuhn

Agilent Technologies, Inc.
91 Blue Ravine Road
Folsom, CA

USA

Harry Prest

Agilent Technologies, Inc.
5301 Stevens Creek Blvd.
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ERTRRARYPATABERE, BN TRIBBTEN, 24
BAHER KM REPREUEAREE, BREBERRMLITE
P AR T RESTEWB R FREHERS FL S ERE&ER
BE. B, ENET-HELE, FEEENHE SERREH
BRBAMEERH, FRESFCERERTHN. THENE
ERE, TR, BRI,

202

RiF (5968-2979CHCN)

518
| Ipices

2002 4F 4 F i it ) 560 ah B B ERHIRHE K AT B A,
KERRE il £ it b ARBER% (2-propenamide) fY &L
IRV RIEATVR 26, IR (R B i beid L piit
EERML[1-3], MR (B 1), —Fhe s
B, o AR AT RERE —FPECE I, 5T LA H A
Sk b PR A iR 2 AEERIE 0.5 Og/L, 1HA2, &t
ARk BB T L DA R B L L
PRI & B AIAE 100 3] 1000 [g/kg, AERIE
B RILNIERLE , A B R A R BRI
Bk, LIRS, PIMRBER il Id Maillard 5
TR, MR AERANRE (a0, RIABUEAER) —
AL IMENIN I 2% e AR TR BB Ak s AR JEE PR AR % )
KA, 51R TR E b RGBT

H%J\HZN

H

B1. AHEHE (2- AHEE). CH,=CHCONH,,
71.08 g/mole, CAS S 79-06-1

PR S 4T 5%
E2 A VF 2 P L& 23 B 05 i -0 PR LR .

=
X

ir



{75 150 FRIRAH G T 432 ER IDC B (MIS-MIS) #6:7, K 2
AEMIE 50 (g/kg (ppb) SHAK, H 72 F 55 m/z Fif
(ilan, [5]) . XA Tl TR Sl R, RAWRS]
7. AHFEES (BD HE MS AN <A ek, @
W R TR/ EATE . AT B S —F R
FHEATE / Ui (GC/MS) J5#:, RENS S Petthidk i,
G5 —FE, Ba e BB R AT AL X
RERG ek, AR AR R 0 B 5 15

Fl GC/MS-SIM E& ¥t F B E#THRE
&

PR ET L gg il (1 2) Rl RR R4
M. 71, 55, 44 m/z, BAREILT ng KPFAHE
e BR E , (HX LB B 10 By 52 B e AR e Y T4 IERS
feog g (PCD) Jrilk LR = AR, Bk
P, b EL E5E A TR a2 A, B 3, & PCI
PHERA A T2 m/z, o, [MHHT, Fiiné
21 89 m/z,[M+NH,]", PCI X NIHBLIZAI > Hr A
RLAFHYIEREPERN RO - RERHINE] pg 7P,

7
a
55
51
401 H‘\ . 59 65 [1]. 76 80 85 89 93 98 103 108 112 117
e L R L1 L Ut
35 40 45 50 5 60 65 70 75 8 8 9 9 100 105 110 115
2. WHELRER EI BRI R (40-120 amu)
89
72
63 100
55 8 108 114 122
o Tl e o 108, 1122 198 s 46 g 158 165 171 179 189 18
LIS T B B B B B e et e By e B B s e e I I B Bt B
60 70 80 90 100 110 120 130 140 150 160 170 180 190

3. AREESERNS (EHKRS) &9 PCI FiLHE (60-200 amu)
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4 TR T {EZH— RN 71 100 pg- 10 ng
FIREIE %

Plot Calibration Curve

acrylamide

Response Ratio

T T T T T T

5.00e+003 1.00e+004
Amount Ratio

4. 100 pg %| 10 ng PCI- & SIM #IE#HZ (R*=1.00)

PCI i 145tk X5 i nl DAt A7 it i A2, H
T S A BT R T RO B e . AR A
Ji, BEREE, HR 0.4 g HERLEE A B HEAT 1 mL
HEZ: 7Kk (9:1 v/v) IR AEAR TR DR s R 10 23,
AT, Joff 1 0g FrichY °Co- PRBER INE] 1 mL %
H, #rHla, FEabfE 8000 rpm TELL 5 4rdh, B
b, BRI, 24, ] GC/MS-PCL ik
FERTAGIN (SIMD 5347, PRGRER% PCI W5 dErIZ
Bk 1,

# 1. PCl A KE N GC/MS (B HESH

#HOSH
HE. RIFR IS 50623587,
B8,
HIEE
BE. 220°C
E. B AR R
R E T - 30.0 psi
i gulingl 1.20 434
WHRE: 50.0 mL/min
W3R ] 1.20 434k
BRE. 54.7 mL/min
a5E XA
BESH
HEESRE. 260 °C
EFERE 0.20 S4h
GBE. 60 °C
YRR . 1.00 43 4h
FEEE BE ing]
12 °C/min 230°C 10.00 434
BT 25.17 434
HEH
ERER 23 19091X-136
HP-INNOWax
eaE: 260 °C
KE. 60.0 m
7. 250.00 [m
BEE. 0.25 [m
5. a8
E. (EV
2.0 mL/min
HOMES: MSD &2
MSD £
AFIFER 7.00 4>4h
TR PClES
(1.2 mL/min)
EMZE. PCI Bxhifi + 400 V
BTEEE. 250 °C
MiRATRE - 150 °C
SIM £
AETF LB RT{E] (ms)
72.0 60
75.0 60
89.1 60
92.1 60
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HEREERSHE

B 5 Lo 7 —Fh A AR AR IR EUE R E . T PCI
e, FE PR BEIIL A 2 L Fi%A K 2D $2HL
K297 34 ng/mL &5 i HIHL 85 ng, YRR
FIHE AE— 2 kbt 23 A e AR LR , R A B P PRAE
PEFE B b AEERE DA AT REAE B AR BERE . A TR
WX eI REME, ££ 19 RSB T m 100 ng Pyt
fz, Pt T, MESSARSE 135 ng/mL, KW,
TR it AR A AR B ik i He bR T A A
FEPR AL rh s B IR IRV, IR T i b PR L R Y
TR, Bt rh A A PRI I A P X AT REASHRER
P A S B s B A ARDL 25 1 T RIS DL

lon 89
lon 92

12.40 12.60 12.80 13.00 13.20 13.40

5. HEBHADAKEL (84 ng/g) WEREFRE
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.60

13.80

14

.00

14

.20

14

.40



AREE R E{TE YR GC/MS 5%

R0 05 i 7R N B R B, AL ATAE , TR HL
[6,7]. fEX—T5ik, I (k) ki%1g: 10 mLgLL
GBI BACHE ah PR IR N . Bl S DA — R R
PO, (R A B SRR R AR e 2 1 2,3- —
LN o AR ACBRIR 2 Bl A IR AL IR, TR
IR ELOAN/ Bt I8 2,3- “IRABE SR IREA IR
LRI — T PR — P I B X R T A4 , (EHTE AL
HRERI BT 2- BLNIERE . iR o R LT R
1, Hk NIEER% , CH,=CH(CH3)CONH, % # i & [l i
By, X B AT AR PR,

H 0 Br 0 Br 0

KBr, HBr, Br,
— H — H
H H2N H H H2N H2N

H Br H

2,3-dibromopropionamide
C3H5Br,NO
mol. wt. 230.9 g/mole

2-bromopropenamide
C3H4BrNO
mol. wt. 150.0 g/mole

HER1
a8

PR AN AE PR IE R 40, (Sigma-Aldrich 2y /) iA
T HPLC &, 1 mg/mLARICHI PRI, 1,2,3-7C;
PEREE, HELAR (SIFFFENLFE%EYE =, Andover,
MA), {RIEFIAER AL SCHR6], FIFIZk KBr, HBr fll
ok (VWR [H4: 1L, CA) fill#s . IN ffRinEef (VWR,
IH4x1L, CA), RiAfb b A% SCR[613E 17, 4 1 mL
EALFINZ & IR BE AR s AT R, 1T
IN FACRRER B AN, T 1 mL CRRCES (254,
VWR) $2E, ZIRAT A B . = A v -
AT,

2 F% 3 FIH T o3 IR IREL AR AL AR BER
HEs et P Bl 2 OL dEAE R AERY

#2. A EIFRRESS PCI 34~ RAKEHE
(PRI —RILIT4EY) B GC/MS

UBHESH
#HOSH
HE. ZIER IS 5181-315,
W
aE. 250 °C
. Bom Ao
BkomE 7 - 30 psi
o ja] . 1.20 434
WHARE. 50.0 mL/min
WA BT ] 1.20 434
BRE. 54.7 mL/min
ARER 7
BESY
HEERSRE. 325°C
R il 0.50 434
GBE. 50 °C
YRR 1.00 434
FiBEE BE i [8]
45°C/min 300 °C 2.00 4>%h
BT 8.56 434
HEH
ERER L 122-3832
DB-35 ms
eaE: 340 °C
KE. 30m
IR 250 [Jm
BEE. 0.25 [m
E A a5
. (EV
1.2 mL/min
HOMES: MSD &2
EI §1 PCI MSD £
AFIER 5.00 44
El %
El iR B
EM & E BahEE + 400V
BYRRE 230°C
iR RE 150 °C
El SIM £
DPE &

(f¥52)



#2. B ENRRES PCI 547 = RAHEHE
(FiRERE =R T4EY) 8 GC/MS

BB EEH ()

HET GBI A (ms)
2,3 ZRAGELRE RGBT
149.9 10 ms
151.9 10 ms
106.0 10ms
BCs-2.3- TIRAGEBAR AL
152.9 10 ms
154.9 10 ms
109.9 10 ms
2,3- TR -2- BERGEL HEBEBERY
120.0 10 ms
122.0 10 ms
164.0 10ms
166.0 10 ms

PCI &%

PCI 1% . PCI B zhiEE

EMRE. PCl BzifiE + 400 V

BYREE. 250 °C

MiRIFRE 150 °C

PCI SIM £:#5

FRRES (BHRFRS)
HETF
2,3 TRAGERE
231.9
233.9
149.9
151.9
15Cy-2,3- RN AR
234.9
236.9
2,3- TR -2- BEAGER
245.9
247.9
R
T
2,3 TRAGELRE
248.9
246.9
250.9
19C5-2.3- IR AIEBERE
251.9
249.9
253.9
2,3- TR -2- RERGER
262.9
260.9
264.9

MFC 20% (1.0 mL/min)
i3
GBI A (ms)
RGBT
10 ms
10 ms
10 ms
10 ms
AL
10 ms
10 ms
BHERY
10 ms
10 ms
MFC 20% (1.0 mL/min)
i3
GBI A (ms)
RGBT
10 ms
10 ms
10 ms
AL
10 ms
10 ms
10 ms
HEBEBERY
10 ms
10 ms
10 ms
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#3. 2- RAGEE (RRBREHRRTEN)

GC/MS El {(&HiESH

#HOSH

HE. RIS 5062-3587
B,
HHBE

aE 250 °C

1. o R

BkomE 7 - 30.0 psi

PomAT 8] . 1.20 4 %h

WHARE. 50.0 mL/min

W) - 1.20 4 4h

BRE. 54.7 mL/min

EEHER. *

BESY

HEERSRE. 325°C

R R 0.5 44

GRBE. 50 °C

YRR 8] 1.00 4> 4h

HEH

ERER R 122-5533

DB3-5MS

FHBE R BE fit [8]

25 °C /min 140 °C 0.00 4>4h

45°C /min 300°C 1.50 434h

BT 9.66 434

ek 350 °C

KE. 30.0m

R 250 [Jm

BE. 1.00 [m

5. a5

1. LEN

1.2 mL/min

HOFMES: MSD Zz=

El §1 PCI g MSD £

BHIER 5.00 43¢

El 3%

El i EENEN

EMiZE B8 + 400V

BYREE 230 °C

MARATE 150 °C

EI SIM 2%

PHRE 1%

AETF JFER AT (ms)
2- R IGELRE RGBT
1489 20 ms
150.9 20 ms
105.9 20 ms
15Cs-2- RN IGEL AL AR
151.95 20 ms
153.95 20 ms
2,3- TR -2- BEAGBR HWYERY
120.0 10 ms
122.0 10 ms
164.0 10 ms
166.0 10 ms



SRF0E
Bl B3t

Bl 6 Nk 7 43 BlEoR T 2, 3- IR NIRRLEEAN 2- IR
FERcE) BL Rk P T R P R R AR R AL RT A4
AR LR, /£ EL i, 2,3- “RPIRRLE B2 T
—/M57HE CoH;ONBr 81, Rz 2542 B 5 3 By m] 2%
ftawis, EERTMA=CE: (), L%
HBr, =/ $.iR1t4) C;H,ONBr, L — 4y & —
A, £ EI oy T8RRI, BRI A
C,H;Br 81, IHE AR 105.9 71 107.9 my/z, THER,
H °Cy- RARBERZENERINT, 1A 1X 4 CH,Br Bk,
FRUAGER 107.9 BT NIRER e & IRATEY
BRI AR R R, 0 149 BER, Bk A IR
AR h L vl A7 AE AT R IR ER T . X

] 150
100

90%
80;
70%
soé
50% 106
40%
30%

1 55

20 70

10

Mt &4 EI-SIM ££ 10 F| 500 pg/[IL JE MRS R
EFRIZE, LB 8 AN 9, (HAATHY ELAIIANER 5
AR R, fE IRAT A L R AT A S AR
510, B, KRRt 2,3- I RIREE R 3R 1
B g, TR 2- RNIGIERE . X P B R IE St
FERTAEMEA O, BRI, 5 18 P AR IR 2 e PR T
T, TS AR PR AR I U1 (5 P 17 B A O B e
At . AL PC FRICH R R EBIE RATAY
ARSI, B R pudd e AR A th T DR AT U4 IE 5
GACRIRBL AT R . R T bl S R AN STk 42 21
U, [ 10 B R TR A LG ET P
BAIT IR 1% GO RR)y, 2,3- R -2- L N
Wehe, X — B R IEAFE 2,3- R PNIREENE 2 A i,
LA 2- RNIEREE 2 )5 .

152

[ |
frorrp T
80 90 100

:I“!
50

0

60 70 110 120 130 140 150

6. 2,3- ZRAHELEE E B EEE

T T T
160 180 190 200 210 220 230
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100 70

©
=)

=]
=)

-
=]

106 149

=23
S

151

o1
=)

N
S

w
S

>
=)

53 135

50 60 70 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240

o

o

7. 2- RAHE R E B i

Plot Calibration Curve

2,3-dibromopionamide
Response Ratio

4

2
Amount Ratio

8. 2,3- ZIRAHELELM 10 E 500 pg/[L HI#XIE#RLE (R*=0.998)

Plot Calibration Curyve

2-bromopropenamide
Response Ratio

4

T

2
Amount Ratio

9. 2- RFAHELERM 10 B/ 500 pg/plL B IERELE (R*=0.999)
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mo—f 120
9(];
80
70;
6(];
50

40

8 164

304
20

; 69
10

Ui'\“\"\'lw it \'I\I \I'\'\ \'\Il!lwl e T \I\I\

10. PERSEBEEAY, 2.3- 2R -2- PERHEREL E| SR

PCI

e R BIY 2,3- B NRRER PCI 1% & W&
11 fnlE 12, FAWE, s REiE e [MAHT R
R, R [MHNHL . SRR L R, k&
an B A A FE SN BRA R, AR ok S A IR 4T
At . HIF e UAE 10-500 pg/[IL Z A HIKEIE
5 ELAA( (R*>0.998), HEHIE, EHEEMZA PCI
t, BARBURRE R m/z T2 70 89, AEEATT SIM & &
XEEIRGRAIIE A RARE K Br, foAERY, 5 RHRE
HIBS ANl
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232

150

72

. Ll [l i Ly L 1 . [y Ll

T T
60 80 100 120 140 160 180 200 220 240 260 280

1. RRRSHFEN 2.3- ZRAKE K PCI EE (60-300 amu)

89

249

72

60 80 100 120 140 160 180 200 220 240 260 280

12. ARSKFE 2.3- ZIRAHELE PCI EME (60-300 amu)

21



5 EI AR OUAHEL, FX PR 2,3- IR
[ PCI i b # 4 80 2- 1R P MENE . FH e fna -2
FUskRE, ULIE 13 F0 1B 14, 2- RN Bom R
. AW EEEM+H]", HZEE[M+NH,], AT HE%
R, ot T EACH R RO AR EE I, WL 15
i 16,

100 2 150
au—i
su—i
70%
eo—i
50—?
40%
30%
20

155
10 |

0

|“I||...|.|| .
TR ™ L S S S
50 60 7

L L 0 e e e
0 80 90 100 110 120 130 140 150 160 170 180 190 200 210 220 230 240

13. ARESHRFE 2- RAHEE PCIEE (50-250 amu)

100; 8
0
80;
0
60%
50%
o]

30

20‘

] 102

.. |
Oilfm"n"ln'muw"'wll‘ f'f"l"l""l"'w'rnn'n"‘HH'l‘l‘m T

14. RESHEE 2- RAMKELE PCI EHE (60-200 amu)
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246
86

164

121

60 80 100 120 140 160 180 200 220 240 260 280

15. ARRSHFEN 23- 2] -2- FERKEE (PERSERETEY) PCIEE (60-300 amu)

103

263

86

60 80 100 120 140 160 180 200 220 240 260 280

16. AKSKFEM 2.3- 8 -2- PERHKEE PCI EE

213



&b

HI T RBE R L B it AR, X BT 2Ry
%, 1 PCLPus AR BE e AL —Fh B B2 Rl Y 75
7%, R R, h BLREMS & & . R R AATEYRITT
h, BRI RARIRRLE L 2- PR RAR T
FNE SR SRS o Andfoet SeLe £ b i ] ELIE LR
W, PCLJ&—FEAHRZR AT o HHE TR i 2
2 2 f . I IRILE AT REREAR, AAUAH BLHIRR
WAL A T E R T, AR B A th
AT R R ek e B R, R
AFIFEXH, UESE BIRESIEAETERIHY

SE 3

1. “Swedish researchers report acrylamide found
in starchy foods,” (2002) Chemical & Engineer-
ing News. p. 38.

2. Hileman, B., “Acrylamide worries experts,”
(2002) Chemical & Engineering News, 80 (27):
p.- 9.
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Agilent 6820 GC/NPD & EPHELER A

. . TEEE
C..‘Q
00 @ Qo-.
....0
.. . ..
N3

REE RES
REARE (LE) BRAT
EETHEAFKIINSHRBXER 4125, 200131

i

ARRANET A Agilent 6820 SEEE / ERENRNESR
ERRERGZENSE. tHERNIEPHREE HP-5ms
EHEHLRARFHAE. FMLEWE 10-1000 ppb BF
RiFHEN . B MEESHERLIRET 10 ppb, LLERRE
5% BREFTALE R 10-200 £,

bl

AY

mi

FBERINE: (NPD) 2 & R®R/BEAHLIL AW REUL S, %
—PEAFEREIN g, I TR R A LS RS 2517
M7 R A IR TR T T — 2 A LA R 25,
JHZ M TG IR R I E . X LR G T RE
REAERE T A NSRRI e, 2 ATTRIAERE
i TR AE A, B 0 7, DU RO R 25 Rl

215

(5989-1333CHCN)

THEEERERE, GB/T 5009.104-2003 (5t GB14877-
1994) R THFEH @ / KB ZEME 6 F
R R | SRR 7k . T B A 2 By
RE i it THATEAE , AR, HAUHTT I8 WA 96
HEHETT A S . AR ] Agilent 6820 &
RAEAE SR Tl / SEURAR TN 25 DU 6 DL PR KR S5
B TR BRI, OET R, DUEERON PR 2SR T R
A RS

IaERS

AL AE R EA U/ A T EANEREERE T, S
Mz (NPD) Agilent 6820 AHEAIEL (GC) LA,
Syt / ANsrim bR D Agilent & Aokt (56
5 5183-4696) Fidi & F ik FERY Agilent &2l sk
o RERR T (35 5183-4759) , Agilent Cerity NDS
GIER T 6820 GC (L asfal, 155 REMEHE
AbFER, 10 (L i E: 54 Fahilb e, Ak 1,
ALY, B 2k W ERER A 25 Be i 2 N ERTAIR



x1. BEITRG

&Y Agilent 6820

NUREHREERE Cerity NDS (F 3R A)

prigEm MR/ RO

#EORE 250 °C

HHEAR Yk

HEAR T

VeElinf 0.75 min

Bk HP-5ms 30 mx 0.32mm x 0.25 Om (&pf4=: 190915-413)

i RS, #HHEAEEES: Spsi, 1.0mL/min (50 °C)

iR 50 °C {245 1 min, 20 °C/min FZ100°C, 5 °C/min FZ 150 °C,
¥ 5 min, 10°C/min #Z 200 °C, %% 10 min

Epllk AWWNEE, 326°C, ek (S G1534-60570)
£5. 3mL/min. 25. 60 mL/min.

BRI ERS:. ®5. 10mL/min

SER5WE

KRG, SRR TR RO SR, DUSTRL,
HZREA L& e B4 A B A RIR A AY
5y 8 Forb i T AT U SRR , (AR ISR T

WRERIFI B (4rEE R=1.0) ZRWE 1,
pA 1
] 1R
100 2 =g
] 3.MTH
90 ] %3354
1 5 ZEH
] 6. T3 E
80 1. BEE
70 —
60 —
11
50 ] 34 5
: 2
40 —
30 —
20 . T [ [ [ [ [ [
16 18 20 22 2 26 min

1. tHEEPHRELE Agilent 6820/NPD L& EHE

216




2 DU IR 5 U AR £k, BRI A4
£ 10~ 1000 ppb 7EH N B R AFHIEME,

e - B
y =0.1277x + 0.5557
R?=10.9992

80 -

60

REMH

y = 0.0706x + 0.7961

2 R?= 0.9969
0 | | |
0 200 400 600 800 1000 1200

2. {FHAEERE Agilent 6820/NPD Lyskit

Il 3 & 10 ppb &4 H BRERAREAIRAE RS EG: LA BRECH 50 ppb (FRETHEIHLERE) -5000 ppb (FRE
Wi, 10 ppb LA 4RI LLL) A 6-12, #HEEMEL  FhEgHZERL), UL Agilent 6820 GC/NPD RETHIA:
7 3 (8/N=3) R IHFAHFR, ZIEFREARBAEN  HRILEIE FRR AR B R AR 10-1000 £, "L 2
e LUK HIBR A 4-6 ppb, FE5KArME GB14928.2-94, 25k B S 5 Hond 2 Ak F R NG W R AS I 25K
GB14928.7-94 F1GB14971-94 rh# & 2K PEREs R E

pA ]

304 3 4 7

& 3. 10 ppb FEPELEERYTE Agilent 6820/NPD | &ifE
217



&k

Agilent 6820 GC/NPD ZZext £ iy i &k HIR AR I A
20755 B ) e E A H BIRAC AY T o v e B PR R IR 74k
B, 7 P HIRER £ HP-5ms BANEHAS B RAFHY
57 B IETTIEEMEVEE T, R AR 25k M o HT SR

W HTEK

SE 3k

1. GB/T 5009.104-2003 +# 4y € i v & F& B IR g2
e 255% B =M E .
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fe&

Andy Zhai, Yun Zou
FE LSRR R ERR 412
ZREERHAR LA 200131

KA Bond Elut QuEChERS REUAFIEF
Agilent J&W HP - 5ms &5 GC &
PIRKRPHNREGZB

N (5990-8108CHCN)
EmkE
HE

FRARERB T —FRE, &E,. . MAFERE (QUEChERS) HIHMRLERE,
MBZERSDEZERZERLIE (QUEChERS) Fifxt KK 57 Mz B T TR
. 2R GC #ITTHH. FEERTUTHE: Hk/CBARRGHHTIFE
B, REMSHTERN/ PR, REERASHEFEZER (98 SPE) WHERHFTEL. £
ERTBNARAPIZIERIR BFRKZERA Agilent J&AW HP - 5ms 518 GC EAE
BEHHITIE, FRSERE/ KL (GC/MS) HAEEEETEN (SIM) BXTHH#
79, KA Agilent RTL RAEMEAB BT KEZKER GC/MS HITLERH#IT THER
EMEMLTE, BYEWERMEREINZAEHTTRIE, BRERKEREINKES
#1450, 100 %1200 ng/g. REEMERIKIEIRETE 80% #1110% i8], HFHRSD A
5.53%.
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o

AY

mi

FFRZ5HH) QUEChERS A7 2003 F£H R USDA KR
FIER [1]. BEIZAESINTERRIER UM — L8 RREGH
fHRE [2]. EN 7% 15662:2007 2 QuEChERS 773K % —Fh
X [34], ZAERRAZHRR, BRKHERE (MgSO,), NaCl#n
AFZMHENTERARHE- RN R, BERNKPRIT R
MARABEHFR. 98 SPE R FHMSN, HPER AR
B (PSA) —EFBRETANTHEME, ALK Mgs0, FiiEE
BRI PRSI, ZTREMBORER, RERERARK
S,

GC/MS B—MRAKAMABHRTEMMTIE. GC #1 GC/MS
ERRMREREHNE (RTL) S—FERMEAR, ERX—HAT
NERM—ERECSHBIE U EREGERNRILREHE (5]
Agilent FF&HKI GC #1 GC/MS RTL WIHEES (4SS
G1672AA) , BETABEATMKY, REREWMTRNK
ST (6], BEBEEESHFERENHTARESIRAIES
BRI PHREGRE.

GC &

ik Agilent J&W HP-bms Ultra Inert, 30 m x 0.25 mm,
0.25 ym (534S 19091S-433U1)

HHEORE 250 °C

#H5 a5, EEER

R BB S E FESTEPET 16.596 min

RS AomdiEx, £ 075 min FERA, HE
50 mL/min

HEE 1L

HHERE 70 °C (&% 2 min) , WL 25 °C/min MEETE
Z 150 °C (0 min), B 3 °C/min KWEEFHR
FE200°C, #EERL8°C/min BEETFHEZE 280°C ({#
# 10 min) , RIE{T: 320 °C (5 min)

MS &4

AR 4 min

MS iBE 230 °C (BFiF) ;150 °C (MUARAT)

ERE% 280 °C

MS Agilent RTL K% (G1672AA) #1 NIST08 it

MS El, SIM/Scan

B RE3EE (50-550 amu)

HESH, WK1

x1. K%, CASE, #FRHEHET

iA=L CAS 5 FFX BFEF
¥-D10* (RKTSEIE)  1517-22:2 C14D10 188
THBR= KR 115-86-6 C18H1504P 326
FRARRS 10265-9-26 C2H8NO2PS 94
BEHR 62-73-7 C4HT7CI204P 109
SUFER 1113-02-6 C5H12N04PS 156
A 6923-22-4 C7H14NO5P 127
AR o B 319-84-6 C6HGCI6 181
ANEX 118-74-1 C6Cl6 284
RR 60-51-5 C5H12N03PS2 87
AR B FHK 319-85-7 C6H6CIB 219
L83 58-89-9 C6H6CIB 181
TEWER 82-68-8 C6CI5NO2 237
ZBR 333-41-5 C12H21N203PS 179
AR O BHE 319-86-8 C6H6CI6 181
B 709-98-8 C9HICI2NO 161
FE AT 298-00-0 C8H10NO5PS 263
ARSI 5598-13-0 C7H7CI3NO3PS 286
R 50471-44-8 C12H9CI2NO3 212
t& 76-44-8 C10H5CI7 272
ik 57837-19-1 C15H21NO4 206
RIERRHS 122-14-5 C9H12NO5PS 277
AR IR 29232-93-7 C11H20N303PS 290
P /R Ak 309-00-2 C12H8Cl6 263
R= g 121-75-5 C10H1906PS2 173
BT 55-38-9 C10H1503PS2 278
212 2921-88-2 COH11CI3NO3PS 197
X 56-38-2 C10H14NO5PS 291
BET 43121-43-3 C14H16CIN302 57
L EIRENY 1024-57-3 C10H5CI70 353
ZRKER 40487-42-1 C13H19N304 252
S 25311-71-1 C15H24N04PS 213
EERRRE 13593-03-8 C12H15N203PS 146
=i 55219-65-3  C14H18CIN302 112
E3iN 950-37-8 C6H11N204PS3 145
TERK 23184-66-9  C17H26CINO2 176
IKEEH 60-57-1 C12H8CI60 79
BER 50512-35-1 C12H1804S2 118
p.p'-DDE 72-55-9 C14H8CI4 246
ZHR 72-20-8 C12H8CI60 263
e 88671-89-0 C15H17CIN4 179
p.p'-DDD 72-54-8 C14H10CI4 235
0,p'-DDT 789-02-6 C14H9CI5 235
Z Tk 563-12-2 C9H2204P284 231
p.p'-DDT 50-29-3 C14H9CI5 235
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EER 36734-19-7 C13H13CI2N303 187
0 RRRRRE 732-11-6 C11H12NO4PS2 160
BA R 82657-04-3 C23H22CIF302 181
&% 64257-84-7 C22H23N03 97
9 SREHN 116-29-0 C12H6CI402S 159
RARWE 2310-17-0 C12H15CINO4PS2 182
SEAHE ) 68085-85-8 C23H19CIF3NO3 181
S5 | 52645-53-1 C21H20CI203 183
EE 999046-03-6  C21H20CI203 183
SEHE 52315-07-8 C22H19CI2NO3 181
SEBPE 65731-84-2 C22H19CI2NO3 181
FULHEE 51630-58-1 C25H22CINO3 167
REHEE 52918-63-5 C22H19Br2NO3 181
AR

IaERS

S ERE& T 5975C 161 MSD KR Agilent 7683 B Bl kit
2 (ALS) HJ Agilent 7890 SHEEIEUHIT. 4/ AHREHA
BEKEGRE (WS 5183-4761) MALHERFHE (BHS
5181-3316) . {M Agilent J&W HP - 5ms 85 1&MH GC H (30 m x
025 mm, 025 m) #HITUEWHH. A Agilent Bond Elut
QuEChERS #REUAFE (&S 5982-5650) 1 Bond Elut
QuEChERS AHIEIMREEAFIE (A4S 5982-5156) H{TZEEN
i, HEEER 5 LSS (345 5181-1273) . TEIIHT
WEEJLN

tEHRIEER

FrEREGHRAERIIMA Sigma — Aldrich 28] (St. Louis, MO, USA).
FrEIRFIFAFIEA HPLC BHAHER.

Hmil&

BUME, TRERAGELMET, KRBNTRHERER
BT 20 °C TRFE®R. KB, BHEEERARFARMEME,
RIS, TEMEMERPEREMATRAK, BHRURNE,
MRERH IR, REERTEIZEE R LA KB,

B5g (£0.1g) HIERMA 50 mL BOER, 100 LB
QC MARARMANEREE oc #H. TAMIMIFIEEREMN
100 L WiFAR, REME, &®% 1 min ANRBREMIES
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Mk 5 mL, & 30 min, IKEME, R 1 min, ANHKREE
MAEFM 10 mL 28, XEmME, FHKRE 1 min, BEML
ERERMAEGE 4 g TAREE, 19 8LM, 19 HER=M,
0.5 g EHLERKFTEE A Agilent Bond Elut QUEChERS 12
NHE., EEAANZHESHAOEENHTES. REFATHE
BEAERRRENNG. #HEAE, BFRZKE 1 min, M
BRBANSEIMEREBRNMER, REABERERIITH. #
IR E L 4000 rpm Bl 5 min,

B EEZ AR 6 mL%%2] 15 mL Bond Elut QUEChERS EN %
HEEENESR (84S 5982-5156) . HEXE, RAE 1 min.
JEIA 4000 rpm B0y 5 min, B500 LiZEUREE BRI BEhikEsEHE
e, B GC/MS 74,

% 2 ERT QuEChERS EN MR &R,

%2 Agilent Bond Elut QuEChERS EN #2ERiZ 78

1) FREUG g MEEAKMA 50 mL BOE, hisk 5 mL,

2) RIS AW, MRBEMEMN GC AWIARAR, RIE 1 min,

3) A 10mL ZEE, iRHE 1 min,

4) A Bond Elut EN QuEChERS RENEE,

5 ®H, RIZURH 1 min,

6) 4000 rpm B 5 min,

7)  BEEEMZESAR 6 mL ZE 15 mL Bond Elut EN %8 SPE ilE .
8)  iAHE 1 min, S 4000 rpm Bl 5 min,

9)  BE 0.5 mL REVREI B R R

10)  F GC-MS Sk,



gE et GC/MS RLGFRARESTENREREME (RTL). BHUE

IR EBRIE) ST 3. REM Agilent 30 m x 0.25 mm x 0.25 pm
1 FRRREA 200 ng/mL K 57 MRAKEEFREEE  HP-5ms BiEHIE G1672AA GC #1 GC/MS RTL REM R Fit
(TIC), XERABEFNR, BHNMMBERKRS, B2 BT, MBHEERITHN, EREERH HP - 5ms BEHEEHE GC
R Agilent J&W HP - 5ms BEEHEMAE GC BIEH, IF  #5 Hp-bms BRILHEGHERNEEE (WE3) .
BRRAHTURGREFNDIE,

E . 4
380000
340000
300000 )
260000 N *
52
220000 335 %
M 49 48
180000 31,32 37 3 51
140000 331 |38 * e 53
27 30 39 50 54
100000 45
55
60000 2826 56 .
20000 W V
i 500 10.00 15.00 20.00 25.00 30.00 35.00
1 PR 16 FESILE 31 R 46 TERRHRE
2 HEBR 17 FEM 32 =gz 47 %BR
IENFR 18t& 33 FIheh 48 %R
4 A3k 19 FER 34 TER 49 MEREHH
5 AR o Rk 20 RIEFRE 35 JkEEH 50 fRARBE
6 AEX 21 REBIER 36 FER 51 SRAHE
758 22 BREEH 37 p.p'-DDE 52 S5 |
8 AN B HHE 23 DR 38 IEEM 53 SHE
9 #F% 24 {EmRHE 39 ZiEH 54 SIEHE |
10 ESHER 25 HIELE 40 p,p'-DDD 55 FUXFBR
11 3E- D10 26 FTERRE 41 0,p'-DDT 56 SEHE Il
12 K 27 ZISER 42 Z Tk 57 REHE
13 AR O Rk 28 EERELY 43 p,p'-DDT AR
14 8 29 ZHEER 44 R =F R
15 FEXITRE 30 SIEE 45 MEE

B 1. 200 ng/mL REHZEFiEZEE (TIC)
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XRPEFERGM SR ENR

Tt R ALt 1550 B N2 K R B AR 7 A LE R TE
BREMSEREHRE 1 L RESHA 50, 100, 200. 300. 400
ng/mL KIFREBRRERESS . 8MREKENIRERRTHESE
200 ng/mLKIRERY (ISTDs), BT BFRKZGERE H BRIZIEER,
KIEHEXEH (RY) AT 0991, 57 MRZEHIELY R 245 0.9990.

HEERUEXKERPIMAREREKFEH BIRREGFITMH
Bond Elut QUEChERS REUAFIEM SR, KX REIIK
KERMFREMIA GC/MS 247 TIC B 2 Fiim, MiRHEmiR
BHMNETREEANSRHITRE. IEREEREE K E LS
F& 3. MEREYETFEMREKEXARERMFERNER
EERRER. REKESAA 0.05. 0.1, 0.2 pg/mL, K&
SUEMEBTRENENRE, HEKETEEE 80%~110%,
FiyEttRERZE (RSD) A 5.35%.

A E
300000

250000
200000
150000
100000

0

ik

Agilent Bond Elut QUEChERS EN $REXFIS# SPE IFIZ AKX K
FERRMNEL, FEARARBNAUMREEERHT—
Mas, RERMARNAE. J&W HP-5MS BEEME &N
% GC/MS AXLERAZBMANRET - RENS BIEN
Fik. {EF Agilent DRS 3X4#0 RTL K% E, "R, AL
AP R+EMHRYE, AARPHERMERVLEETHEIB
RUEMHEENT. BTRMERGRRT I ZMMETEY,
At EMURAEFPHEMKZEEE, Agilent Bond Elut
QuEChERS X FIE th 2 —ML RAYIEE,

B £3: 4
300000

250000
200000
150000
100000

20000 ‘VJJL—J‘U““——*J“"W M M

20.00 25.00 30.00 36.00 i

20000 Mw MMMW
0

5.00 10.00 15.00

20.00 25.00 30.00 35.00

A2 1 Agilent GC/MS ZZH Agilent J & W HP - 5ms B &1 30 m x 0.25 mm x 0.25 ym GEHMTAKERY (A) FIEFR (100 ng/mL) 1EY (B)

B TIC B



#3  Ehda 57 HRAGHIELE

0.05 g/mL 0.10 g/mL 0.20 g/mL
{REBATiE (n=5) (n=5) (n=5)
& (min) E%E%  RSD% ElE%  RSD% ElE%  RSD%
RS 5.70 708 7.6 76.3 53 78.9 7.9
BER 5.83 112.3 5.1 1033 79 109.8 5.2
SRR 10.04 78.4 35 97.6 45 97.1 6.6
A 11.75 81.6 5.9 96.8 45 105.5 39
AAN o RHE 12.08 103.4 6.5 94.7 9.3 112.0 33
NEE 12.37 1005 2.1 99.3 34 923 2.0
FR 12.68 83.4 6.1 927 5.0 101.9 32
AVAVAR SR A0S 13.21 95.0 6.0 100.9 72 875 6.2
e 13.45 102.4 7.3 110.8 7.1 935 7.0
IEWER 13.68 86.5 3.1 93.1 29 101.9 24
TR 14.48 924 33 96.0 34 104.9 23
AVAVARUR =2 7] 14.55 89.6 4.0 105.5 43 99.4 38
B 16.12 102.9 45 1038 49 103.6 5.3
FAEIHRE 16.59 875 7.7 102.8 74 103.2 32
RESEE 16.60 105.3 3.0 103.9 33 104.8 24
SREE 16.63 116.4 48 1155 42 115.1 44
t& 16.79 102.8 16 96.6 39 96.9 3.2
AER 17.35 105.8 36 104.5 5.4 108.7 5.0
RIETERE 18.08 81.9 2.7 92.7 6.7 106.9 42
FAELIETERE 18.31 108.9 2.7 107.3 3.2 107.8 34
BIREH 1851 106.0 2.3 105.0 35 99.9 14
IR avg 573 18.81 97.6 5.0 95.1 7.4 111.8 33
&R 19.12 105.2 25 102.8 4.1 104.4 22
e 19.24 105.3 25 104.7 3.1 102.4 4.0
XIHRHE 19.27 728 4.6 77.6 73 112.9 33
=R 19.40 99.9 6.2 93.3 7.0 102.5 4.0
LRI E LY 20.71 106.6 4.7 97.7 4.0 100.3 2.1
ZHRKER 20.99 1178 4.6 92.0 4.6 1025 2.6
S 21.60 109.2 58 1022 8.2 106.9 39
R 21.64 111.0 6.0 1103 7.8 105.7 4.1
=g 21.71 96.6 6.2 107.3 6.4 92.0 9.4
RN 22.29 94.9 8.9 95.3 95 111.9 4.2
TERE 23.23 117.6 58 1102 85 102.9 36
T 23.85 112.3 5.0 1124 6.7 105.5 47
BER 23.88 1237 39 100.5 6.6 108.5 24
p.p'-DDE 24.02 100.7 44 100.8 53 104.5 2.8
A T e 24.44 1005 5.1 89.8 7.9 106.2 37
RiEH 24.74 108.6 5.2 97.2 5.9 107.4 5.6
p.p'-DDD 25.67 98.2 59 99.6 6.6 102.1 5.9
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o,p'-DDT
Z ik
p.p'-DDT
i

T BE RS
i
&%

T S AR
RRHE
SRAHE
SR |
S5 1|
SEHE |
FULHEE
SEHE
REHEE

25.76
25.99
26.98
28.39
28.49
28.84
28.98
29.36
29.66
30.37
31.37
31.65
32.70
34.30
347
35.88

90.9
89.9
87.0
99.6
91.7
104.8
106.2
114.3
97.2
84.0
98.2
100.1
89.3
75.0
86.4
67.3

5.2
5.4
5.8
55
6.0
5.0
6.0
5.1
6.7
6.5
8.1
5.7
11
9.1
8.5
8.4

90.6
86.9
88.6
108.6
96.0
104.2
109.0
107.5
91.4
91.0
97.6
96.7
102.9
93.3
97.2
87.6
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6.3
8.3
14
5.3
8.8
79
8.1
7.1
8.7
8.1
16
8.1
9.3
9.0
8.6
8.6

108.9
111.6
106.0
98.9

99.6

108.5
104.7
109.2
105.2
105.9
103.3
101.0
104.4
107.5
100.1
95.4

3.0
55
34
6.2
55
11
4.6
6.7
4.0
5.3
4.3
5.2
5.2
5.3
117
4.9
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Low-Level Analysis of Arsenic Species

in Apple Juice by LC-ICP-MS

Trace Elements in Foods and Beverages

The presence of potentially toxic chemicals in foodstuffs is of intense
public interest, and food producers and regulators strive to ensure
that such chemicals are monitored and controlled at concentrations
below the levels where they might be harmful.

In the case of some trace elements, such as arsenic (As), tin (Sn)
and mercury (Hg), the element’s chemical form (or species) has a
dramatic influence on toxicity, so simple quantification of the total
amount of the element does not give sufficient information to assess
food safety. For example, the inorganic forms of As (arsenite (As(lll))
and arsenate (As(V)) are much more toxic than the common organic
forms. For these elements, chromatographic separation of the diffe-
rent species followed by species-specific quantification using ICP-MS
is now widely accepted as the preferred analytical approach.

Arsenic in Apple Juice
Recently, concern has been expressed over the levels of inorganic As

in apple juice, with some reports stating that the levels can exceed Concentration AB DMA | As(ll) | MMA | As(V)
the USEPA limit for As in drinking water (10 ug/L or ppb). Arsenic Sample Name | Dilution | (ug/L) | (ug/L) | (ug/L) | (ug/L) | (ug/L)
in apple juice may be derived from the historical use of the As-based Apple Juice 1 | 2 0.036 0.189 0.724 N/D 0.651
pesticides lead hydrogen arsenate and calcium arsenate. Widespread Apple Juice 2 | 2 0.026 0.022 0.041 N/D 0.058
use of these chemicals ceased in the 1970s, but they are persistent Apple Juice 3 | 2 0.02 0.267 0.883 1587 0.758
and may still affect crops grown on contaminated land. Apple Juice 4 | 2 0.039 0.208 0.992 1.466 1.958
In this study, we used an Agilent 1200 Infinity LC coupled to an Agilent Apple Juice 5 | 2 0.043 0.209 1.256 0.785 0.709
7700x quadrupole ICP-MS to separate and measure the As species in Apple Juice 6 | 2 0.036 0.235 1.098 N/D 0.068

six commercial apple juices purchased from a Japanese supermarket.
The apple juice samples were prepared by simple filtration and a 2x
dilution in deionized water, ensuring that species inter-conversion
was minimized and detection limits were maintained. The species
of interest, As(lll), As(V) and the organic forms arsenobetaine (AB),
dimethylarsinic acid (DMA) and monomethylarsonic acid (MMA)
were separated using an Agilent anion exchange column (guard
column: P/N G3154-65002, speciation column P/N G3288-80000).

Calibrations for the toxic inorganic As species are shown in Figure 1.
The calibration range was from 10 to 500 ng/L (ppt) illustrating
the good sensitivity and linearity at these sub-ppb levels. Overlaid
chromatograms for four of the samples are shown in Figure 2, and
concentrations for each species in all six apple juice samples are

™ Rad¥]
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L= L]
—— L . 1
gy Wi i

Figure 1. Calibrations for As(lll) and As(V) from 10 to 500 ng/L (ppt).

shown in Table 1. The results are corrected for the 2x dilution factor
applied during sample preparation. From these results, it is clear that
all the samples contained some inorganic As, but the levels were low
(less than half the USEPA limit for drinking water).

Table 1. Concentrations of five As species in six apple juice samples

Low-ppt Level Analysis of As Species

The data presented here demonstrates that the Agilent 7700x ICP-MS
is suitable for the analysis of As species at low 10s ppt levels in apple
juice. The simple sample preparation, low dilution and rapid, reliable
chromatographic separation ensure that this method is suitable for
routine monitoring of As species in beverages.

See Agilent application note 5991-0622EN relating to the same
method run on the Agilent 8800 ICP-QQQ.

For more information on the 7700 Series visit the Agilent Technolo-
gies web site at: www.agilent.com/chem/icpms

on' | M0aSMPLE  Full Time Range EIC{75): M145SMPL.d
B 0135MPL G
M 0175MPLG Aslv)
! nissMPLy e 10.752
. 230132
175500 7675
| 703 f
| ™ iy
Il I'l
a & [
E o5 oma || [ I' i
P il | | || o
an |y [
278a  16EE I'|, -! 1,| J.' Lol
&1 ! R T |
2 __EAIEN AR N
: . | _ _ ~ RT(min)
i 2 3 1 5 8 7 B 8 0 1" 12 13 1

Figure 2. Overlaid chromatograms of As species in four apple juice samples

© Agilent Technologies, Inc., 2013, March 07, 2013, 5991-2049EN
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ce0® Oo-- NA-MHIEHAE HPLC-ICP-MS EEO#
.‘:'. TERERPAMELNLE

Iz A & #R (5991-0882CHCN)
ERFmA

e

Juliusz Bianga #1 Joanna Szpunar

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

bl

AY

mif

RERALHE (Se) HEERE, ZLELEMNBANTIENRTRATHHELE
HFTERNEYE, ATHSERRTRTEHSERIE, FAUMRZEAT—
MEREEMEE. AMIEEFXTHSREAGBRENNRRIRMKR; ZM
Ba R AN RNFRERRWRREL—.

TR\BEERIANEETHMEGE, METETHRENESHENEE. B
BIBRIAL, KEAMARELRTHIT LB 12-20% EREKAEBRHES .
BEBNAREMASREEAFEELN, REXXTEZHMNIIEEED, Hi
Chassaigne #1 Chéry [1] 2RI BB E BRI R EREER (LA-) ICP-MS
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BYL, Tastet E A [2] & A XK =B #/# nanoHPLC-
ICP-MS # O EM ZRHT THER RN, EEAFE
f, BENESMRAETREE (SWEQAE) KiTM
EMBENRE.

FHRRIEHT—/ ICP-MS HEMEARAZRE, AT
LEEMBERTHNEWmER. XANERKBRADERE
HEWMEAR, A LAICP-MS KA BEHNESHEAK
=, ZYER, BREABHEL; AESKETEAE
HPLC-ICP-MS #1744, #AERBRBESFX (ESI) MS/MS
HITRIE, STHERBBPIENSHWER—HA
B-3-BiEREEHSH-3. HTHREABZESNEEED,
FLEEFERERERIL,

o))

=3
WEEA 2.3 mg/g WHEEMWERHR.

HmATLE
FRATEXH (3] TARIRER B RAF A ERTEE R
B, o BEAR Rk S B AN B AR B R EE AR .

HPLC-ICP-MS 71 ESI-MS/MS 4#T

ERARZEAER (42 61376A) FFFhEEER (100 nL
EE2IF) K Agilent 1100 LC, BX 8 uL FREEZE~HIMA
% Agilent Zorbax 300 SB-C18 35 x 0.5 mm 5 pm B+
ERLE, FRRE 20 pl/min BEERR, R3EHA 2% 2
5 (ACN) - 0.1% FER (FA). ERRsIEREHESR 2 59,
S |5 & i 2] Agilent Zorbax 300SB-C18 150 x 0.3 mm x
35um NEHL. EABEERIELEHK, A: K+01%
FA; B: ACN +0.1% FA , & 4 pL/min, EBREFLE 1.

£ 1. HPLC %R

B HHLE (%B) Eia (53¢4)
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

SEHHHO5 ICP-MS F, ESI-MS/MS {§L82i&#. ICP-MS
RIEEHERE 2,

R 2. Agilent 7700x ICP-MS & {E&

oo -
EUE/EUE ERE LCEDOEHS (R4S G3680A)
EE D 1mm
#O# #

EETH

RF I % 1560 W
BHEERE 7.5 mm
RS 780 mL/min
AIESIE (0,) & 39 mL/min
B

REARJE 1 32V
R 2 -200V
RRL

J\RHHRE B E -100 v
Exkabiibd 10 mL/min
FEEE 7V



fEH 20 ppb Y. Li. Tl. Ce By 2% WEARMKUESFI
SHMBNSE, EH5 S RHEBER HE R E
SHEEFFH. ERE 250 ms HEEAERE "Se.

7 0
8Se. ¥Se,

ESI LTQ Orbitrap Velos it X RAEEFER; M
MEMEEESA 50 °C #0280 °C., RAMIEFSMHE
B (CID) &£ MS SIM #EXT (15% tRELRiEREE) X
300-1100 m/z RESEEHITNE ; AitEEESIREH 55%
Bt HCD MH=EFEF.

ERAUE

EARERRENAELERNE 1 Frn. EBBFIEBH
ICP-MS #HEARAZFHETITHMM S ARBRE. 1/
& LA-ICP-MS MELR, ZEAMSER LA SR

SEES.

WiZEREAMSAHTRERBENSBREELE 2, £
Y& HPLC-ICP-MS 8 7 6 Mg (B 2a), HA 54
LA ESI Orbitrap MS/MS #{T£%E. ICP-MS #l3HE
W REREEZEE, ATHBKREREE PR/
B, WME 2d FrR. ERARESK 20 SfREER 3 EitER
JUBR (LOD), ¥iZ{ES 1 ppm SeMet BEEH#1THLE ., FifE
BIHYMEEAIZ 80 H9 LOD (30% ACN, 0.1% FA £4T)
H02pg. SERBETIIRLEK 3.

LEEHMMKFTINE 4. R ICP-MS RAFBESS
ESI Orbitrap MS ZEEEEMBKIT A m/z EREESF
B (E 2c) IGHERENETSRE, BEREEIES
EH T AWM HIHE-3-HERERSE-3 (X5). EHA
FEARTHR-BRAEEMINE, FETERR (M)
MEBMIER (C) REF, FEABEIHRPERALY.
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5 3R . Cps
b
\

capHPLC - ICP MS

85883

ESI MS (TIC)

faxEE
E’ o

c) ESI MS (XICs)
a0 .
60 .
40 .
2. E
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Introduction

Many metals are very important for normal plant growth and development.
One of these metals is zinc — typically the second most abundant transition
metal in organisms and a substantial micronutrient that plays different roles
in plant physiology. Zinc is an essential component of over 300 enzymes.

It is responsible for gene regulation and stabilization of protein structure
including Zn fingers, Zn clusters and RING finger domains. It is also involved
in essential processes such as photosynthesis and CO, fixation. Excess

or deficiency of zinc in plants leads to high plant mortality, reduced and
stunted growth, chlorosis, necrosis, small leaves and delay in flowering.

All of these symptoms may cause serious implications for food security
because of the significant reduction of crop yields that is correlated to zinc
availability [1-3].
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Better understanding of plant physiology through the
identification of low molecular weight metal-containing
compounds present in plant saps, and the determination
of their exact function will further inform nutritional,
agricultural and environmental studies. However, the
study of complex biological matrices such as plant
samples may cause several issues during sample
preparation or chromatographic separation. The

main challenges relate to the low concentrations of
metal complexes and their huge diversity. In addition,
metal complexes are often unstable and can be
degraded during extraction, off-line preconcentration
steps or even during chromatographic separation.

Of the chromatographic techniques that have been
investigated thus far, size exclusion chromatography
(SEC), hydrophilic interaction chromatography
(HILIC) and reverse phase (RP) chromatography have
proved to be the most suitable techniques to avoid
degradation of the metal complexes during analysis
[4]. A chromatographic system consisting of a
preconcentration column and HILIC or RP separation
column seems to be ideal for this kind of application.

This work proposes an ICP-MS-assisted metallomic
approach to the separation of zinc species present in
post-phloem of Pisum sativum. The embryo sac liquid
was analyzed by capillary HPLC-ICP-MS with on-line
preconcentration. The use of capillary chromatography
was essential due to the low amount of plant sap
available.

Experimental

Sample

Embryonic sac liquid (post-phloem) obtained from the
developing pods of Pisum sativum (green pea) was
studied.

Sample preparation

The pods were perforated with a glass capillary and
the liquid endosperm was extracted using a peristaltic
pump and put into an Eppendorf tube kept on ice.
After collection, the samples were immediately frozen
in liquid nitrogen and stored at -20 °C until further
analysis. Just before analysis, the samples were

thawed, diluted with acetonitrile to obtain a 1:2 ratio
(sample:acetonitrile) and then centrifuged for 2 minutes
at 10000 rpm. The supernatant was collected and
analyzed immediately.

HPLC-ICP-MS system

An Agilent 1100 LC fitted with a capillary pump and
manual valve (loop size: 100 pL) was used. 30 uL of
supernatant was loaded on the SeQuant zwitterionic
(ZIC-)HILIC guard column (Merck KGaA, Darmstadt,
Germany, 5 mm x 1 mm i.d., 5 ym) using an isocratic
flow of 20 uL/min of 90% acetonitrile and 10 mM
ammonium formate buffer (pH 5.5). The sample was
washed with the mobile phase for 4 min and then back-
flushed onto the SeQuant ZIC-HILIC capillary column
(Merck KGaA, Darmstadt, Germany, 150 mm x 0.3 mm
i.d., 3.5 uym) that was used for compound-separation.
Gradient elution, at a flow rate of 4 uL/min, was
carried out using eluent A, 10 mM ammonium formate
buffer (pH 5.5), and eluent B, acetonitrile. The gradient
program is given in Table 1.

Table 1. HPLC elution program

Step Eluent [%B] Time [min]
1 90 0-5

2 90-65 5-17

3 65-52 17-47

4 52-35 47-53

5 35 53-65

6 35-90 65-70

7 90 70-75

HPLC-ICP-MS and ESI-MS/MS

The outlet of the separating column was connected
to the Agilent 7700x ICP-MS (via the Agilent capLC
interface, G3680A, Figure 1) or ESI-MS/MS.
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Figure 1. Agilent capillary LC interface kit (G3680A) which consists of a total
consumption nebulizer inside a small quartz spray chamber



ICP-MS conditions were auto-optimized at the start

of each day, using a tune solution containing 20 ppb

of Y, Li, Tl, Ce in 2% nitric acid. The ORS? collision/
reaction cell of the 7700x was operated in high energy
helium mode to exclude polyatomic interferences that
may occur on Zn isotopes. Signals for #Zn and %Zn
were acquired using a dwell time of 60 ms. The ICP-MS
operating conditions are given in Table 2.

Table 2. Agilent 7700x ICP-MS operating conditions

Parameter Value
Nebulizer/spray chamber Capillary LC Interface G3680A
Torch i.d. 1 mm
Cones Platinum
RF power 1560 W
Sampling depth 7.5 mm
Carrier gas flow rate 0.78 L/ min
Optional gas (0,) flow rate 0.04 L/ min
Lenses

Extract 1 21V
Extract 2 -180 vV

Cell

Octopole bias -100v

He flow 10 mL/ min
Kinetic energy discrimination 7V

The ESI LTQ Orbitrap Velos mass spectrometer was
operated in the positive ion mode at 3.0 kV. The
vaporizer temperature of the source was set to 120 °C
and the capillary temperature to 280 °C. The resolution
in full MS mode was set at 100,000 (FWHM at m/z 400).

Results and discussion

The chromatogram obtained for ®Zn for green pea post-
phloem sample is shown in Figure 2. The use of capillary
ZIC-HILIC ICP-MS with on-line preconcentration allowed
us to obtain sharp and intense peaks and enabled the
separation and detection of two zinc species (Figure

2a and 2b). Both metal complexes were identified

using ESI Orbitrap MS/MS. ICP-MS detection was
essential to determine the retention times of the
different zinc species and to estimate the mass balance.
This simplified the search for the zinc complexes in

the ESI-MS mass spectra. The expanded parts of the
mass spectra (Figure 2d and 2e) clearly show two ions
containing the isotopic pattern for zinc. The retention
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times of these extracted ion chromatograms (EIC)

are in agreement with the two zinc peaks observed
via capillary ZIC-HILIC ICP-MS (Figure 2c). The data
obtained allowed us to identify two zinc complexes:
zinc-nicotianamine (NA) and zinc-(histidine), (Table 3).
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Figure 2. Chromatograms obtained by a) capillary ZIC-HILIC-ICP-MS; b)
capillary ZIC-HILIC-ICP-MS — zoomed in section of chromatogram; c) capillary
ZIC-HILIC-ESI-MS (selected ion chromatograms). d) and e) Zoomed in section
of the ESI-MS spectrum containing zinc isotopic pattern.



Table 3. List of zinc containing complexes indentified in post phloem of Pisum References

sativum (green pea)

Peak 1 Peak 2 K
Ligand Histidine Nicotianamine
Complex (His),-Zn NA-Zn 2
Formula (neutral form)  CH,.0,N.Zn C,H,0,N.Zn
Theoretical mass 373.05973 366.06381 3.
Experimental mass 373.05957 366.06389
Delta ppm -0.437 0.216 4.

The chromatographic system consisting of capillary
HPLC and ICP-MS allowed us to achieve a detection
limit of 75 ng/L for %Zn (~ 6 fmol of Zn-NA complex),
calculated as 3x the standard deviation of 20 points

of the base line. This value was compared with the
signal of Zn-NA complex in respect to column recovery
obtained for %Zn which was 70-80%.

Conclusions

The study shows an effective ICP-MS assisted
metallomic approach for the separation and
identification of zinc complexes present in post-
phloem of Pisum sativum. The zinc species were
preconcentrated using a ZIC-HILIC pre-column and
then separated via a ZIC-HILIC capillary column. The
combination of data obtained by coupling capillary
HPLC to ICP-MS and ESI MS/MS instruments allowed
the identification of different zinc complexes. The use
of capillary chromatography was essential due to the
low amount of plant sap available. Additionally the
chromatographic system with on-line preconcentration
is ideal to work with biological samples containing
low concentrations of metal species that may also
sometimes be unstable. This approach has been
successfully used to identify two zinc species: zinc-
nicotianamine (NA) and zinc-(histidine), complexes
proving that NA and histidine are two major ligands that
complex zinc in post-phloem of green pea.
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AHRIES, WFHA HPLC-ICP-MS BKARAEITE
ERREESSMBTT IS NSEEREXETHN
K (Hg") M—BREREFENBRSWY, BRIIEXT
REBEIRZ EK (EtHg") FIFEEFK (PhHg') HIETHRA,
BEBENAFNNEEERTEESESSEFRK. Agilent
7700x ICP-MS Z Gt BT 45 B9 bR 128 551 2 [T i 1) &
AN (RF) R&EHE, AT EKERNENHEZEAES®
BRMASEMESTFAMBEENE. BE2#AEREY
Bt (CRM) BIiFETAAEN T EY., £RRE, RELH
HPLC-ICP-MS BE AR A 2 #HITRBPRESAMHITE.
LHERNENNBRAE,

LIRS

W

B HERA Agilent 1260 HPLC, 1260 HPLC Sk 21F
[EARE 600bar, AT{E AR/NLIZ B B I5 A BT RIE S
B, KT{EER 1.8um RifZH) Zorbax C-18 il (RiE
®), BEEHIER 1. ZHBET High EANZETHIIE
#AT TR,

& 1. Agilent 1260 HPLC R4 IB1ELH

2% (|
& 1 mL/min
HHE 50 uL
ahta:
AEE 0.5 g/L L-EBr B
0.5 g/L L-3Bk& B, HCI. H20, HCI g% pH E 2.3
Bl FEE

% A Agilent 7700x ICP-MS @53 R E Z “'Hg ME X,
B 7700x AiERIE 5 MNREREFZERSFNNE
S (BF 20% §5MES) . EEFHIMANESHRE
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VAT EEHEN ICP-MS, MASERIZEOEN R, F
RMEFLESESMAERKEN, BRERENSTER
MREZH 1.0mm BI4EE, ICP-MS 7700x {LSRIBIESH I
x2,

% 2. Agilent 7700x ICP-MS #21ES #

2% i

ST E 1600 W
HEmE 0.54 L/min
MESITE 0.10 L/min
BHE (420% E5SMESR) 0.06 L/min
EUEERE -5°C
RERE 8.0 mm

7700 %% ICP-MS #J Mass Hunter T{EiBEFRHZ %1%
REIZ=EE(R LC 0 GC #&R, A7 ICP-MS Mass Hunter
SR EIEIETT 1260 HPLC kAT (1) . Z4FHR
{Bf&{ T HPLC-ICP-MS HYBX FIR{E, EIEIN T K A4
KR4, BAN@BRARRIE HPLC 5 ICP-MS Efi—
FELEBTHEE, ZRETEELS—FNIETT.

B RAAE

EAMA CRM fRENRM A HITTRIE. REERE
AL 4H R BFR YR BCR-464 (LLFIR IRMM) BE KR
BN 512 £ 0.16 mg/kg (UK , HEKH 97%. H
LRSI Dolt-4 FR/EHRR (INEX NRC) RHEREE
FREEA 1.33 £ 0.12 mg/kg (URIT) , HERE 52%.

BREITESZ AN IIE2], FREX 150 mg B &, A
20 ml FEHE A, 7 140 w £ETHRUKERE 11 min, BUR
B Li&EikE 0.45 um JEE R EE#H HPLC,
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R 3OMEREYRERSTER——REM mg/kg KRR
* RINER E

BCR-464 Dolt-4
201 MeHg" 201 Hg”* 201 MeHg"
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RSD (%) 8 8 10
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KRABKEEIEL (HPLC) B BBSESFARIL (ICP-MS) Bk BE BB ik
B, MR SHAEREE (U8 9%5)%4: AsB 0.02 ppb, DMA 0.02 ppb,
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AN RAREREETAAESHNIE, ASERYE
MERBSEE TR NEKA, SHTBBEHLNGA

Wz, ZAERERYES. £H RHARESMHA, R
AMFER MR T AERIE, AREARE,
P TE

B 10 ml BiEHRE TGRS, 80°C EXELT, KE
BAF 10 ml Lk&EH, 0.45 pm KBEEERENE.

AARBAKE IR, —FEM, ZHEM, HERR
TR (AT EREHE) iR ET &R REEHR, B
IR E S 110, 210, 510, 2010 70 10010 ng-ml” KR & 4R
ERRRY, BAKEIPETE, ERUHZREHT,
m*IE&h/ﬁ.ﬁ,&'?ﬁu RASBTHEERHITES
BRENRAER, FEHEHRERL.

1E|lﬁ';ﬁ 10 ng- ml’ 8 5. mIEEESRERE (2%

WE /) (Agilent, Part#5184 - 3566) ; NERARK: 110
pg-ml” % (2% HERNR) ; Bk (1812 MQ) , AL

FERERRSERAR. KHBIERE: 0145 um,

Agilent 1200 S REEILN, MTHER. Milli-Q B4
JX%&% (Millipore, Element), Agilent 7500a/ce BEES
EFRTFHREN, BRBROEWS: AREULE: : 54
BT 220.1°C; & AR, 2.6 mm FILBIE; Bk
X BEmYE: Ni g,

. B FARIPH lonPac AG 19 (50 mm X 4 mm,
11 pm) ; BBEF 9t lonPac AS 19 (250 mm X 4 mm,
715 pm),

wEhHE: A 48 (2 mmol-L" BB ZS/012 mmol-L' 2=
BRI Z B4 /10 mmol-L' /K Z B /3 mmol-L" BE
$, pH=10.5-11.3); B 48 (/K ZE) ; A+B (99+1) B&%
BEE: % 1.0 mi-min”; ##EE: 5-50 pl,
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ThE. 1550 W; Ea: WHEEAOEAS HEELZMAR
¥R, IFRARIRAEE: 0.2 rps; HERFE: 0.7 Lmin™; &
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/Ce < 3%,

H AL E

HEPHIFENBEFHRAERGFETARD. EE2RE
HEERSZE, EERHESTERTINAE, EHEE
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T BRI, XRPRAELEREZBBETNZE, 7
IERHEMESAZET . REESTIERENENT,
1% 80°C AEEMEE,

BIERHIEESHIL

BRARMESHABEERABFRRINE, FRKS
MBS REFIRIE, TEREAET XS HH
1&%&5&7@H’\Jﬁ%%#T%EU%?M{A%%EﬁﬁE

ZRIAERTESREEMES, TS M TR

SBSNE. ?”:Eﬁﬁlﬂlﬂﬁ‘f%gT AsB, DMA, MMA, As (lll)
MR As (V) tTH0E R RREES,

AFZHBARSEF MBERLBEEARBEFIBHMRE
W, EEER SMENEMMER., ZBRMNIMATE
—ERRELME AsB, DMA KUE As (IIl) ZEMSBE;
EDTA WMAMFEEAG LRSS FHNEEEDS: HR
HOMAEIEETHEHERPRFENSBEFRRER
B, M@ REIT As BRTFH, F—MEARKE As (V)
HREBREE, pH EXEHBESERSFRBENRE
B5SBEERMRK.



SZUXMUERWERHTHEARNL, TRERRHEA
2 mmol-L" ## &% (PBS)/0.2 mmol'L’ ZZMZ
E24k$M (EOTA)/10 mmol-L" K ZE4H/3 mmol-L' &
B8, pH=10.5-11.3, Lk4h, ZEEEIINNFE ICP-MS X5
KNS E RS S, B, ERERTFMA
1% MZE.

B 1 ARMEFES 1.0 mmin" BEET, EHBESH
NEEIERE, HE 1 TN, ARRESTESMEL NS,
{REBRTEZE 12 min ZH,

T FnTs A PR

HRES5174 0.0, 1.0, 2.0, 5.0, 20.0 F1 100.0 ng-ml™ Ky
RARERARRIHEIT HPLC-ICP-MS 247, NE MBS

Asl
14000 DMA
12000
10000

_ 2000 . As( 1) ”:‘”

n I \(V)
4000 _ I” i
O Ul' |I| | { 'I lll

LN J I
[} - - - - v L - v v L v -
1.0 3.00 5.0 7.00 Q.00 1 1.0

Himin

B WS EREE (MRE: 5 ngml; #EEE 1040

HERPENBHEKRZERLR 1, AR 1 7TH, ZniRKEN
B ZETE 85.1%-103.2%, HAXFEREH 2.52%-5.52%
(n=6),

REERIMRERITEEEA, ERRE, ERERNKE
EEA, EMMESHEERAAREEXRZHIE 0.999
ME. TEREEMBMESK A EREHRA: AsB 0.02
ppb, DMA 0.02 ppb, As (Ill) 0.04 ppb, MMA 0.04 ppbb,
AS (V) 0.06 ppb,

Er

ERTEREFERTREMTTHR, FATEMA As
() 5 As (V) fRERR, RNARMREKT, FRETE
BEW As (IIl) 5 As (V) BRES 515 1.0, 5.0 1 25.0
ng-ml', B 2 AE B RPRIBRSR TH5, S
R MR RIE S EE.

e Ash
GO0 {117 N fr—
SOO00
= 40000
30000 As(lIl)
20000 | SPPVRRIEL gy As(V)
i A
10000 \qn il Il
0 r| |/ MMA I
I
LOO 300 500 700 9.00 11.00
fmin
B 2. BiEERPHMES RN SHH IR it B E
F1AEFENBMIRERENELER (n=6)
TITRH 4R 1.0 ng'mL"  #0R 5.0 ng'mL"  fn#% 25.0 ng-mL"
1 88.7 101.4 102.8
2 97.8 101.2 101.9
3 94.3 97.3 103.2
4 85.1 96.7 97.4
5 85.6 97.1 98.2
6 89.9 93.9 98.9
THEKE % 90.2 97.9 100.4
WA RERE % 5.52 2.94 2.52
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SRRk RO

HH b MTERE, IRAEIM LC-ICP-MS S AE2E
Hmpms, 820K 2. R 2 4887 , ERERR

PENEN S ENERTERRAIVERNRE.

F2 HEABHRNER (B mgkg', n=3)

Ham B
H#
B2 #
E3#
4 #
ES #

AsB
N.D.
N.D.
N.D.
0.00021
N.D.

DMA
N.D.
0.00034
0.00063
N.D.
N.D.

MMA
N.D.
N.D.
N.D.
N.D.
N.D.

As(Il1)
0.0015
0.0015
N.D.
N.D.
N.D.

As(V)
N.D.
N.D.
0.0023
0.0029
N.D.
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e

Tran Nham #1 Craig Taylor*

REERE
BRE, BAMIL

BIEE

4100 BEBEF HRF KB AT
T8, HERNRETENSFBNM

Rz B T84 (5990-8685CHCN)
AR

El

mi

ERENWERRRRRE. RERIERMES, WERERMARL T
RETERHER., RE-ETZERKETHRINOBRRLATOH, BR
BIRERSLE, AARRPATRE, FERENER. RERGRRKRNE
tERRmIEREK. SREASRRVGIENRRBRAIRRENEE, FRER
THEENRD, HENRRSBOEN, MARNAKERIIULAAREREE.

BRARTAENRBPERTENANAETFRFE, EXHFAENRABER
RTHANEKR, WAXBHTE. MANRENSBREROEL, HEXW
NFREFNEERWEREOEFREN. SiE. 8N, FHHURRSILER
A%,
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BEXREME@EHTEANES, RECHEHERT
HEFRIENRTI=R, EEELHT 4100 RIEESFERE
FR LN (MP-AES), MP-AES 2—Ti{ER RS MK
EBEFEHTTEMMTOFEIMER, BEERARSIERS
HEBTFSE, BERETEITHRE.

ALRH L T EEAFREEITES S NRBT T

NIES CRM No.7 Tea Leaves &M . kB B AEFRIE
WX (NIES)

NIES CRM No.10c *# : kB HAE X HEWH R AT
(NIES)

NIST SRM 1577 45F - 5 % EIEIFHRE SMRASAT
CRM- /\&#} . REXERAEIRE

CRM- #i# . REXESARIRERLT

CRM- $t4F4R 4 . RE XERAERERAT

BmEE

“HERSARAREREIHETHESLE, 23RN
0.25 %M CRM, 0.5 5E4-AF SRM #1 1 x4 CRM, &
F 250 EFABEAH, SFMN 10 ERAEHFMEREL,
mAZEMAEETLRMR, AHEZEERE, EHBE 100
EAARSHB, Milli-Q dAETEEF,

CRM tRERNER, T R4tiitEm, BT High Purity
Standards, USA, A%I&FHIARER, 4% BRNR.

TEfEREESHRERE—F,

e

EI&E 4100 MP-AES, RAERMEHAXZSE, REIRF
AHAEFESERE ARG, FAIRRSERFHARE, 7
HTHRE, TAETHZTESN. RENRIERLZZRE,
iR EREREERARER SR AWM, Bm&=%E
HEBNAEEEFE, EFEERNSINENGTY. BE.
MP-AES RUMBERIBELH 5000 K, ATFHEEBTET
BERTFAEHES, AUREZATENT. SKEEF
FeE(LAELE, 4100 MP-AES Mg BT, RREERE
RABRNEESMEE, Mk, XEXKERESTHAH
HREINERS M,

AR B REE 4100 MP-AES FREES . OS8R
BIEREEHT THXOHHER.

RIESBIR1.

1. ZE 4100 MP-AES #21E5%

#sH ®E

EUEEN 160-180 kPa
BEHIR i) 3s (10s, MDL)
D& 3 (10, MDL)
TR E 155

HERIE Bz



g:él:% % 3. NIES No.7 XM HHNER

TE MEE ISiEE
FiEEHR Wt% wt%
BT HBRTAERKNOMNER ZRHR, EFHITEK Ca 0.314 + 0.013 0.320 + 0.012
ot m
M7 iEalR (30) Bk 2. Mg 0.150 + 0.004 0.153 + 0.006
% 2. 4510 4100 MP-AES RERKAHERER (ppb) K 1.861 % 0.074 186 + 0.07
mg/kg mg/kg
TE K& (nm) PR (ppb)
Ba 5.76 + 0.57 5.7*
Al 396.152 05
cd nd 0.03 + 0.03
Ba 455.403 0.02
Co nd 0.12"
Ca 445 478 14 o o 015
Cd 228.802 12 Cu 7.13 £ 0.81 7403
Co 340511 4 Pb nd 0.8 + 0.03
Cr 425433 05 Ni 6.03 + 0.63 6.5+ 03
Cu 327.396 0.4 Sr 3.63 £0.43 3.7
o 371,993 3 Zn 34 +3 33+3
K 769.897 3 “UEABEZE
K 404414 280
p 213.618 100 3 4. NIES No.10c MEtbingER
Pb 405.781 5 - -
TE MEE ISiEE
Pb 368.343 12 e e
Mg 518.361 4
Mg 0.127 + 0.006 0.125 + 0.008
Mn 403.076 05
Vo 379,875 15 K 0.279 + 0.012 0.275 + 0.010
Na 580,502 " P 0.300 % 0.010 0.335 + 0.008
Na 568.821 140 mg/kg mg/kg
Ni 341.476 2 Al 149 + 013 15*
Ni 352.453 2 Ca 95.4 + 7.0 95 + 2
Sr 407.1m 0.01 cd 183 + 0.14 182 + 0.06
Zn 213.857 4 Co o 0.007"
BEN Cr nd 0.08"
= = = = ==l + +
FIERSHHTAMTEAERTEE. HEMRETE O 403 £ 032 41103
— + +
WTEMMTLER, 3 FHEH CRM &1 SRM #&, &l ™ 1062015 14x08
— N Mo nd 1.6 £ 0.1
BH (EEZNHRE) SRIIERERRY,
Ni nd 0.30 + 0.03
Sr 0.2 0.2
Zn 218 1.0 231 £08
*UEASEE
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% 5. NIST 1577 - FFHIRMER

TR

Na

Ca
Cd
Co
Cu
Fe
Pb
Mg
Mn
Mo
Sr
Zn

T UEASEE

AEE
wt%
0.247 £ 0.006

1.00 £ 0.08
mg/kg

131

nd

nd

185 £ 6
266 + 5

nd

625 + 45
104 £1.41
nd

0.15 = 0.07
125+ 4

% 6. CRM /NEMER TR

TE
Al
Ca

Cd
Co
Cr
Cu
Fe
K

P
Pb
Mg
Mn
Ni
Zn

“EASEE

MEE (mg/kg)
0.83 £ 0.02

9.64 £ 0.97

nd

nd

0.013 £ 0.001
0.09 % 0.008
0.81 = 0.04
625 £ 05
61.1 £ 1.7
0.05 % 0.001
20.8 £ 0.1
0.36 = 0.02
nd

0.47 £ 0.05

WiFE

wt%
0.243 = 0.013

0.97 £ 0.06
mg/kg
123*

0.27 = 0.04
0.18"

193 £10
270 £ 20
0.34 £ 0.08
605~

103 £1
3.2°

0.14*

130 £ 10

EE (mg/kg)
0.85 £ 0.01

95 0.1

0.0015*
0.001*

0.014~

0.1 £ 0.002
0.90 = 0.01
65+ 0.7

65 £ 0.7
0.050 £ 0.003
200+ 0.2
0.4 £ 0.008
0.009 £ 0.001
0.50 = 0.01

% 7. CRM i Mg R

b
Al
Ca

Co
Cr
Cu
Fe
K

P
Pb
Mg
Mn
Na
Zn

REASEE

MEE (mg/kg)
nd

1319

nd

nd

0.006 * 0.001
0.018 + 0.002
178 £ 6

98713

nd

11.9 %02
0.003 + 0.002
48.7 + 2.6
0.48 £ 0.05

% 8. CRM 4HiRA LML R

THE
Al
Ca

Cd
Co
Cr
Cu
K

P
Pb
Mg
Mn
Na
Ni
Zn

“UEASEE

AEE (mg/kg)
2.92 £ 0.07

15.0 £ 0.49

nd

nd

nd

0.56 + 0.05
100 + 0.96
79109
nd

121 £ 0.2
0.18 £ 0.01
48908
nd
83104

ISiFE (mg/kg)
0.020 * 0.002

130 £ 1

0.0004"
0.0003"
0.007 £ 0.001
0.020 % 0.001
1702

100 £ 1
0.002*
12£0.1
0.003*

50 £1

0.50 = 0.01

IUEE (mg/kg)
3

15*
0.03*
0.004"
0.007*
0.6"
100"
80"
0.005"
12*
0.2*
50"
0.01*
9



@ik

ZHE 4100MP-AES BER XA RSIEA LIRS, BET
BITHAFIEE TIRERNNER S, TERKRBZHESE
THEMERENINE, HERYE. SnEMTENTISN
EEFERERE,

AMRBEEE, RENREBERNSERF (BXERA
MARRYHERTFR=F), EH MP-AES XETEARIRAE
SEYFHTEE. RETENIH. XRAREL 407 H
SREREBRERESEERE, N TFRERNEERSE
SRMLZHX, AETHEENEN.
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fe&

Neli Drvodelic %1 John Cauduro

ZRETERENAUER

XF Agilent 4100 MP-AES ¥ &EEEh £
BRREITHRR. RAADEN

Rz A e 3

Rl

Ay
SRTETMERENRESESETREM, Ak, £FFEEEE M &~
BHRIMRELBTESEHTTEE SIS, G0, 8. SNKEEETREE
£E, SIBERHZMOR, FEEEINTRABERNMMEGEETNER
TTEHITHHR, (B Agilent 4100 UK FBFEETF & L (MP-AES) g
—MERL. ERBANERFE.

11 ¢

ATRIEFEBNAR, £ F AL EFIRRETESRES. R NERETE
THRETERAEE, MitmEARHEURE AR NMNEREE B ELLE
BREE, ABFFHEIREHFMEIBE, Al IEEEENRERMY
HEEHRERETRENEX.

FEETERTENRNZERNEAR LGEFRE (FAA), MBLEKREKX
BERBENANPRIREFRHOSEHBREAEEFHRRETLSIE (ICP-
OES), ICP-0ES AR ZRET, BB ARBIEPBEESRAE ML #
TLED.

251



PRARIRERA

Agilent 4100 MP-AES 2—MEFR/NEHARBIKESEF
BEFE BN, BF MP-AES A{EBRERS & £ H®N
MESKIE1T, Bk, 5 FAA #0 ICP-0ES 18Ik, EREKIRE
BESESTRE, MAZEREHRTSENBERE. B
B, ABEESMSE (1 FAA NEE) , A\RRETRE
#, FREIATANETHREIET, HEMEEHERDE
FiB&{R, 518 MP-AES EEEEEM. TRKBEEEKER
iz X A

4100 MP-AES KI% U8 7. BIZSEE TR E R 7E FAA
5 ICP-OES Zig], X FiXL&X A EIEIR, MP-AES 2
FAA #1 ICP-OES M—E KB R ZiE. 4100 MP-AES #
AR FHEHNUIBRE (AERUNERZINIRE) M
REKBERENARTRHENIREEZRETREIAN.

HEREER K

I, BRAOEARERENNRSE Agilent 4100 MP-
AES LRMNTREL. BEEBEHERURAMAMESILY
[, 4100 MP-AES RIBRM = £R AN EES FH&.
EREER Agilent 4100 RE X EXH—FERRETIEE
#H.

ATHE, BRIEERTREMMA Agilent 725 ICP-0ES
#1 Agilent 240FS AA JLi Y #ITHRKEN. & 1 4HT
AHEEENRNER, HERNERSNRERLAE
R 5991-1586EN X =M A7 FTA M 3912 KM

MP-AES By77 & MR (MDL) thiEE K. MDL R93tE A
EANRTEHRESRNERTAREN=F. R 2751
HT AR R 2 TR AR MDL.,

252

BEXMEHENI. BEEBSLYRETHN, RONBIE
T MP-AES MEHEEMTEBRTERNNBEHRE, £
ESHREEEE 5, EKREE 94 % #1110 % Z [,

R RAZHEARNITERRFGHAOREFLNER

B b1 WRE (mg/L)
4100 MP-AES  240FSAA 725 ICP-OES

AEE1 Ca 52 52 54
K 1205 1116 1112
Na 37 37 35
Mg 148 149 150
Fe 1.2 1.1 1.0

BHHES5 Ca 32 31 34
K 689 627 661
Na 48 48 45
Mg 121 125 134
Fe 1.8 1.7 1.7

% 2. MP-AES Wi xR ARIES 2R

b1 A K& (nm) MDL (pg/L)

Ca 396.847 8

K 769.897 110

Na 589.592 15

Mg 285.213 11

Fe 371.993 15

AESHIERMBREAR

MFEHEHEPERTENRNME, Agilent 4100 MP-AES
E—FEHTTEMEE, 2 FAA 1 ICP-0ES HIBREER
o MEERMRUERSRAEEE -8, MZMEAS
EMEEEERNRVERLIEEVS.



WL FEER FAA, 4100 MP-AES T E BB EE(H B,
B1E.

© BHRELETIENBAEUUAREAEFHSTES
MRS TEFE

- BIRARMPRFAE X R B0 255E BIHTR TR RO AE
- ERESHITERE BRTGENWERFNZEEER
- REERZHKE. —SU_FETHSE

MRIE LA EBANE, FRETENERER 5991-
1586EN THEELHX{EM Agilent 4100 MP-AES #17H
HBEIMHER.
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GFAAS NEXKPHELERNFIE

[} . [ ) \\
o. o .o lﬁa
0%
‘o0 @ @o0o-
0,0
o ® o
.' ® '. '@ (8K)
°
3]
REE, BFHRE
WE

GB 1354-2009 X K#RAETHNTE T DEERIRLREE GB2715-
2005 MERIT. MEDLEFE GB2715-2005 FHE T 554
REEFRRSE, HEPESGEXKRTNESHEERR
Cd<0.2 mg/kg. FELRRIFEEHR GB5009.15-2010 T H
%, RH Agilent AA240Z R RFRBATXKPHEE
TER. Agilent BEFEFREAERHES, BEMRF,
REES, EEMIFSMHNS, WHEERTE, BEEHR, B
RYEREENEHEE, RETLSAHENER.

2011 4E 2 H 14 H Gl WM —im2h R
KFRHLY WIRERE T EA R E ST ERA
fEk s FHEAEAA R E 2T B4 10% KK
AR MREESEY. BRI, BUEYEER S,
FEREAS B0 B By, Rl BRI ok gk i
o O R R AN Y, fRah S Rl vk

254

RUEA LSRR, Brobzoh, T HZE E, Wl
SESRIREFRI R i, EESR AR A B, Gt
IR R R il 3 e R ), (S 2Nk
BEAh, BRA B IRis Tl A4, P PES R AR E
BB H I, HAL A4 ST F T il R B it
e Tolk AR BEAS A TR BRI 23 15 Qe R A HH Y
RIR, T FBHEHITE G RELO L KR,
KR AR B SR AR SR A 26 . A WFIER I,
RSN, WA, AR EL, Sl
EELHERERRE, AR IR F T
SER . FREEN BBl F A, SR IhRE, =
FEONMR B A A EZ B, AT 51 B & Fhpi s
AR 60 AR H AR LB Al )RS - n 8
SO ATES B N

AR LR AA240Z £ 28540 J5 -1 W S )
MEI A P, B, BEASEAELHR. Ll
AA240Z £ 40 R UEE A IR SeAR s, IE ROk
R E TR RENELF, REES, BRI, FE
w, EEMEE, R4 NIHER, ATEERIER,



RS
{5

AP R : Agilent AA240Z;
SRR LA 5

TR TE AL (W28 ) 5

IR

effendorf FHHRAG 5

I R I

Yo T EREATR : 4% 1000 mg/kg.

#% 1000 mg/Kg, Cr 1000 mg/Kg;
HW sy KA RIEY) I GBW 100105
fillZ (HNO3): 65% HNO3 ({d4l);
25 ml, 50 ml &M T

L oE S

FE AL 50 5 7

FREL 0.5g Aok CHERAE] 0.0001 g) BT FHHERZAH
T AREE T, 212N 6 mL FHIR , 7E RNk L
mIATE AR 20 min 224, B HEFEA G R
% B THR R T I AR AR THRSE RS, R
FENTLEREE =R, U, BHEEERBEE 26 mL A&
W, HKERZZE, Fill. HBRERER, 5
—, B, WRIERE TR A TR 1,

F1. WKHBRERF

1038 Bt b o3 Bt 2

VEA A 28— A4 Y WM 4 e e B LA 2
A, FEELHER— B R E RIS S
., Agilent AA 2407 & —ZKErERE, & Al SERY R Tk
WOIETEAL, S5k R Lta, FREthlars REUES.
o BRAR . FaE M PR (R G . SRR
BIERGE, BREFERE, FHariefhd, JESci ek
, UARARHEELRHE B EhRE

KA AT AR IIE 2.

& 2. Agilent AA240Z B TSR 14

$B @E (°C) BtiE (min)
1 120 5
2 140 10
3 160 8
4 180 5

B EPE, SR — AR R 2 TP AT IR I E .

BRAIIARESD, et R BRI E PR AT,
fed— A=A,

TE FTER RS BERE
(mA) (nm) (nm)
cd 4.0 228.8 05
Cr 7.0 357.9 0.2
Pb 10 283.3 05
A EPRTFHR S W 3,
% 3. Agilent AA240Z T2FFFHE &M
TTE Cd Cr Ph
AR pL 10.0 10.0 10.0
5B °C sec °C sec °C sec
1 85 5.0 85 5.0 85 5.0
2 95 40.0 95 40.0 95 400
3 120 100 120 100 120 10.0
4 250 5.0 1000 5.0 400 5.0
5 250 1.0 1000 1.0 400 1.0
6 250 2.0 1000 2.0 400 2.0
7 1800 08 2600 08 2100 09
8 1800 2.0 2600 2.0 2100 2.0
9 1800 2.0 2600 2.0 2100 2.0
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o i oy e e 5 B AH G Z 8

ARSEI R AR A 2 F ShE eSS B Shiic BARAETR
o W TE 4,

T4 WERRRE

Cd/ppb Cr/ppb Ph/ppb
BiRRE 2.0 8.0 20
FREE 1 1.0 4.0 4.0
TRHE 2 2.0 8.0 10.0
TR 3 3.0 12.0 16.0
Rk 4 4.0 16.0 20.0
FRFEFIRE S T ] M R AE ph 2%
Abs _GSD']
0.60
0. 407
0.207]

0.00

Figure 1. Cd irHfIRRIBMILE

Abs
0

0.307]

0.207

0.107]

6801

0.00
-0.086,

PP

Figure 2. Cd #& 5 R#HEEIERE (RSD=0.3%)

256

ibs  RJE - Cal. Set 1

0.54

0.40

0.207

0.00

0.000

L |

T T
1.000 2.000

Figure 3. Cd #IEM%ZE (#HXFE r=0.9998)

SREWiL

HiERhR, #RERRESY

Tk b, AR R R EE N b,

*5 HEGHR, AR EEN. FEE

T
3.000 4.000

cd MEE Cd iEH{E FiEE R
ppb ppb ppb
GBW10010 89
GBW10010 93
GBW10010 92
GBW10010 91 87+5 0.05
GBW10010 88
-1 2.3
(n=25)




&b

ZHEE AA240Z A S0 i FIRISSUR A & RIS 1 T
LW ARICE 2 WA IEEA, AT T8 5.
TP SRR IE . B i R DX g il
(CTZ) EEAR R UEA = HA LAY ppb ZetERE: “HE
AR RES B E B AR B RS AR (ERE D
K L AR A BAA A, A LI %=
3028 T B M Bk Bt v T — % s IR E B R,
BAEFE, T-CAM A 435 AR 2 G002 i oz i A
(SRM) —— A & fbm SR B it A7 5 37 &, 46
Bk B Wi B tE 55 . RHEIS AA240Z 3P
TR AL L by R ekase, ME Rk iEE cRiaE
PEEF, R, AWML, W, BEMWE, 3%
A NIRRT, ATEERIES R,

SE 3k

1. GB 1354-2009 K KbrifE
2. GB2715-2005 ML DA ARifE:
3. GB5009.15-2010 & &L FRERAIMIE

4. FRARHL CGHrZE) W
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ARELREBHREH

& F o] 3E3
BABSLEEIERE—LE
SN, ATIiEE201141

Maiken
PEXKSEFTLENHE
. AR
d miEEBE ————
| SEMRKAZETHEA2008 T
| zmzes A2008EF 5 KM, 5
ERRET, B, (S g
BRAK. MEBENSER . WS

EE10fE

TTRRSERFEARE
TTRRLIARERES
A2008FHRETR, KigH
BEEBIR

J

/.

HIRE
HImK DA R Rih H ok
EENBTERRET,
BEET MHESEREE
RABTESG, ABR
& R (X&) #HmE
BiF

| IEkSETE
IEEEMRIAETZA

gg@%ﬁﬂﬁ%ﬂﬁﬁ%k 1997%}%53‘:, IKTERBIR,
2010 RETR, RABITHE ABRESESTHER

K EHERBARINRZ S

‘
[ FaPR S SLTE B
FEXELT R

SURREMN “HBER 08
fEH®, AFiEE20106128
®in

BEKR: FHICERBSILRG
AAFAROISEE
HIE: ET

PLAFHERSEA2010FHRET,
NEKBEMFIERITES X
100%F0171%
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PERRZEZIAEHEEERE

FEERZEM: GB2762-2012
WERANSYy . &L, BiE. KE. k= LA, 1EZE. Bib. SRk

LA AL] RERERE REEHFREINHE Agilent Solution
(mg/kg) GB/T 5009
Pb 0.01~3 AEPREFRESEE L/ SUDRF IS/ AAS, ICP-MS
KIGEF RIS A/ Z MRt &%/ R RHERL A
Cd 0.003~2 AP EF RO/ R B -G AAS, UV-Uis, ICP-MS
FFRBCE/ LB IE/ R RS
Hg 0.001~0.1 BRI R/ A BT RCE — RIS & 5 AAS (with VGA), UV-Vis, ICP-MS
FEX 0.56~1.0 SR/ REIGRER-2 R TRECE LC-ICP-MS/GC-ICP-MS
As 0.01~0.5 SUMBETF SRR/ Rtk AAS (with VGA), UV-Vis, ICP-MS
WILA/ME L RE R L Bk
A5 0.1~0.5 SRV H/ REE % LC-ICP-MS
Sn 50-250 SR/ S BTN GFAAS, UV-Vis, ICP-MS
Ni 1.0 ARPETFRYOGEE AAS, ICP-OES, ICP-MS
Cr 0.3~2.0 ABEPREFREL L/ RE R AAS, ICP-OES, ICP-MS
REE 0.5~2.0 PRKES UV-Vis, ICP-OES, ICP-MS
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AREBERIP 6

HER AT SAEE FH A4y Cu 2300 C

050 _E0%

0.45 ] P £

040 — L 4000

035 L350 S
u -
g 030 | 300 ©
3 o
2 025 | 2500
T 0204 L 200 =

0,15 | 150 %

a0l : | 100

i
00s] |\ 4 f n It | 05%
0.00 v & v I‘f AN lv\f .Y m‘k—\.«f—"v/\/\,J\,J,f"U' lv\/—... ~N/ o
0 500 1000 1500 2000 2500 3000 3500 4000 4500 5000
Firings
—— Absorbance —— Precision

ALMR SR —RERERA TN/

03§

03 |-

025

02 |-

015 |-

Integrated Absorbance / A.s

008 |-

12 3 4 5 6 7 8 9 10 11 12
Number of Firings

REiRE X R A IAICIT R/

0.8 ng 1Y Mo, Wt 0.33A, iE1C3 M 0.01A
4 3.3%. IR BE 2500°C , MIE 14 KRG, A HikE
2R B, AR/, HEE= ket a

TRH

3 14 15 16

17 18 19 2

e
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3,000

2500

2,000

1,500,

1,000,

Actual Temperature (deg. C)

500

u]

MW 8765432101234 5687 8910
Distance from Tube Centre [(mm)

M Proqrammed 24580 M Programmed 1800

06

05 -

Integrated Absorbance / A.s
= E4
@ =

T T

2
o
T

01 -

1234567 89101112131415161718192021222324252627282930313233343536 37383940
Number of Firings

EENRMAZ AR EHICT RN

0.8ng 1Y Mo, WA 0.55A, ICICEI 4 0.1A K
18%. (ffi A EE) JRT-fLIREE 2650°C , MlE 14 IRSG A
IREZE o BRI, 2355 20 IRIG A EH
5B Mo,




o] B AR E

Methods - Method 1 of 1

Type/Mode I Measurement | Optical ~ Furmace I Standards ] Calibration l Sampler ] Notes I Cookbook | ace I

Temp Time  Flow

BRead Steps <R> — [~ Store Signals <5> —
Start 6 _’:
End 7 3: End

X

Start 15_3
] 3:

Step ‘C s Lémin - Gas Type
1835 05 MNormal -
2 120 100 05  Nomal
3 800 50 05 Normal
4 800 1.0 05 Normal
5 800 20 00 Normal S
6 20 11 00 Nomd R |
7 2300 20 00 Normal R
1~ Fumace Injection
[V Hot Inject
Number of Injections B Temp. 100 3:
Last Dry Step <C> H Inject Rate 1 _1:

Insert Step Delete Step
_| | Field” engh(Testa)  [080 =]

Moditiers.

I™" Modifier 2
I™ Modifier 3

Setup 1

< Back Nest >

=

o]

Cancel I Help |

1.2

0.8
0.6
0.4
0.2

Absorbance

60

10 20 30
Concentration ug/mL
[—o0T —0.3T  0.5T —0.7T]

Data for Mn

40

50

40

30

MSR %

20

R2F a1t e

Measued
Agaorbance

Aomize.
Terp ('T)

ath
Metrod Tewp (|

]
]

SRM

L ——

il
1

i

i

!

Absorbance

Switace Shape:

Efiptic

Homise Temperstre

sah Tareuse

10

0.1 02 03 04 05 06
Mag. Field (T)

Data for Pt

REIFEHRILTHEE

1. fEVEE SRR A B AR

0.7

B R B A T R, KA A A
dn: PRI TFHA

2. MM brid A2
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AA240Z WEXKMPELBHRNFE
FESNATAC RS AN T .

o FREX 0.5 g KKky CH#fAE] 0.0001g) BT HIAHIRZ
H AL PTHAREE A, ZRIB N 6 mL HER , £ A
HL bR b IR % 20 min 245, & EER A
T o v 15 8 T TR T PR ROR A it o T R 52 R
J&, FREMRENERE RS, B, AR
% 25 mL A&, HKERZEZE,

AA240Z WEX KB P ES BRI TR

#bs GsD-i
0.60

0.407]

0.207) ibs it - Cal. Set 1

0.5¢

0. 00 === o = . == 040

Cd FRFEAIAE Al Y B A 1]

0.207

ibs  gsD-i
0.37

0.00

T T T
0.307] 1.000 2.000 3.000 4.000

0.000
i

Cd ¥IEHZ: (FH% £ %L r=0.9998)

0.207]

0.107]

0.00 = -

-0.06

Cd FEdh b RIEFEE N E (RSD=0.3% )

AA240Z MEXAKBPEE BRI ITEIE

cd ME{E ppb Cd iE#{E ppb FiER R ppb
GBW10010 89
GBW10010 93
GBW10010 92
GBW10010 91 87%5 005
GBW10010 88
ESM(n=25) 2.3
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ICP-0ES700 %53 TTE

A pikmiE

XPEE @R SE ) R 00
[ [+ |
N
= AR @)
B ¥ [o] oy @) 79
KL {55 F |5 [e1 [
T [V [Cx [Wa [Fe [Co [ [Cu [ Za [Ga [Ge [As [Se[Br P ¥ nEo o
F I L I 0 N 2 0 0 N N e O [ oy RTSR© o
HE [Ta | % |Re |0s |Ir |Pt |Au|Hg |TL |Fb |Bi &y
= =
Co [ [Wa ] |s..|!n16a['ns|ny|na|!y|Tm[‘{b|m|\ 1. ICP-OES fEm BT 73 F7Ea¢
P P
0 o e NP R S T
S i K .~
SEROL P BENC R IR, FIESE
wE BE vtz B HITTRE.
W |Ag 328.068 328.068 Ed
Al 396.152 396.152 £ —J
\f Ar737.212 737212 = . ©
As 100.000 100.900 E
Vf [Au242798 242794 x
[ BZASTI? 243.772 Ed
| v |Ba 455,403 455,403 Fx
Be 313.042 313.042 £
A |Bi 223,081 223.061 x
| Br734.851 734.851 E3
| C193.027 193.027 x
\ |Ca396.847 396.847 £
AEFNIERE
IHE REO FFW BHEL HTQ EWQ NAWW R =
aRe2En A PPN ;2 r0on[8QW
i | s B
|ug| RERE et [ s [p2ar (G o (B8
mot Ulwon  Vlnot  Ulmon ¥ e
T o 0000000 0000000 0000000 0.000000
50000
36070 36150 396,223
Ei
50000
T [smamar
5 [dudt
O o 00Gs 00 0z3i8% 506,765 396.8 396918 24394 214440214475
T [senwe2 o3 oceeers  0zzees  ozrees
T S: 7148 8: 1799 (RHH;: 2974 5136 8: 32 (Rt 0,107
ax cr 26771 73 Cu 2705
T [anved 10000 15000
10000
0 o
257,650 267,76 27,32 327,451
i (om) i i ()
S: 7805 B: R 26.38 S: 12419 B: 651 {E#H: 18.083 ~|
K 0.0000m B 0.0 05 AR
Fors-+5 1318 TrzscabRoR
bors-+7 113206 e,
bors-+7 113007 [y
bors47 13512 Agisamole 2
bors+7 1135.14 s,
o220 1016 fatet
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]

BHAESYE

Intensiy

213573

P 213.618

213600 213620

Wavelength (nm)

213640

213657

P 213.618nm 1 Cu 213.598nm 7457 &

=1olx|

I=l====1=====]=]=]==]=l=]=]=

41 394.401
41336152
Ca317.933
Ca393.366
Ca396.847
Ca 422673
Fe 234.350
Fe 238.204
Fe 233563
Fe 253,940
K 766.491

K 769.897
Mg 279.553
Mg 279.800
Mg 280.270
Mg 286.213
Na 588,935

[

WRHEMRSL
BlE A

Fitted: Sl
s s

-

4000

2000

237.260  237.280

237,300
A

Fitted

W |5 SR E-ZE A
e ) 5 S5 A IE- (A
e ) ¥ S5 E- (U ]

237.320
)

237.353

4 £ 0,000 nm 32F:0.000

[m= |

RiH

B |




FACT ZhieR FsCfi

Cd 214.439
3000

2000_

FACT ZhRE B2 Ml : A 2 b B 1 3 v Fe XK &

Cd214.439 HI T

RSN KEREY

RIERITRE R B

——Ar404.442

= Ba233527
—4—Ba455.403
- Mg280270
—%—Mg 285213

—e— 71 206.200

T AL 10 438, BIRTEEATIE R 4047

120%
110%
100%
90%
80%
70%
60%
50%
40%

Recovery of CCV

4 5
Time (Hours)

—e—Ag 328068
—B—AI3082%6
- As 188980
—>¢—-Bab585.367
—%—Be234.861
—e—Ca 370602
—+—Cd 226.502
—=—Co0 22865
—=——Cr267.76
Cu324.754
- Fe258588
K769.897
¢ MQ279.800
¢ Mn2576D
—o-—Na589.592
-~ Ni231604
—=—Pb220.353
= Sb 206.834
-~ Se 196.026
- TIB0794
9 A V311837
—>¢—Zn 206.200
—=— Lower Limit
—=— Upper Limit

KfaEt: (RSD) < 1%

268




ICP-OES MEXKMPELBRIAE

FEATAL PRI R AT

o FREL 2 g Sk CRETAE] 0.0001 g) & THEHHRA,
Sl Egg gt

o WA E, BHBEADHPT, 490 TR 2 h,
B, ISR T BT, HO A Dk
kL 2h, Wb RE, HERMEILES

o U KILSEARIFES, HIA 3 mL HERFI 1 mL &
SR T Bnds kit R A S A E R, B
T, BT, BHEFHEE 10 mL A &80HF, Fk
EREZIE

ICP-0ES MEXAK#H P ELRRN 747412

Intensity Cd 214.439
T00

600
500

RS Cd 5
(RSD=0.7%)

400

300

214,395 214,420 214.440 214,460

Wavelength (nm)

BE| A~ ~F
Intensity Cd 214.439

0.000 0.080
| Concentration

Cd 214.439 Calibration (mg/L) on NMar 16 2011, 03:30:52 pm

Standard Flags Int (cfs) Std Conc Calc Conc Erro XEr:
=8 — 3.7 0. 000000 0. 000024 0. 000
R 1 m— 161.2 0. 010000 0. 009970 0. 000 =0. 300
TR 2 e 795.3 0. 050000 0. 050006 0. 000 0.012
Correlation Coefficient 0.999999
Status Calibrated.

: -
Curve Type Linser HHH AL 0.999999

Curve Coefficient 1: 3.288
Curve Coefficient 2: 15838.864
Blank Offset 3.3

ICP-OES MEXKHPELRBI S TR

Cd JE{E ppb Cd iEH{E ppb

FiEE R ppb

GBW10010 86
GBW10010 85
BEMH(n=3) 0.69

8745

0.08
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TREIRSRARKXESRENEFHERSR

REGE S F B TERE (ICP-MS) #84

ICP-MS BYIEH PRIBY T KT GFAAS , THHTIEETIS ICP-AES B

A% ICP-MS? — —F el (TE)ymhitik

ICP -Inductively Coupled Plasma BB EEFi&
JCTE 1) v it 25 -

FRanzRk ., MR, b, megdEd i

MS - Mass Spectrometer, Jiit

o DUARAT PR 4 B EE (L

I v G 4 o B E BB T3 (L to U...)

v R 3 T A AR T 25 0T U R AT 5 5 i ) - ik
gt

- ppt £ ppm

- AR ftlE R E



ICP-MS BN R ZPHALTE?

1. ARtEH

As, Cd, Hg, Pb, T1, Cr(VI) - low level analysis (ppt to ppb)
2. HEILE. BREAR

Al, Ni, Cu, Zn, Se, Mo, Sn, etc.

3.7 BE FF7CZ(100 ppb to 1000 ppm)
Na, Mg, P, S, K, Ca, Fe

4. WA EICZ(100 ppt to 10 ppb)
V, Cr(1ID), Co, Se, 1

5. JLLTT MR (LA S v A A A A Rtk S 4

Chromatographic separation before ICP-MS analysis ‘ |
G —
6. FE M, LA
ICP-MS can measure almost every element at ng/L levels and is virtually
free from interferences — ideal screening tool
Full mass range scan of food digest (e.qg.,
. microwave digestion)
50 h 160 - 150 260 m

2N



7700x — &MHEERER ICP MS

Rt £ G

Hg (10 -200ppt) —He Mode

As (10 -200 ppt) -He Mode

Se (10 -200 ppt) —He Mode

Na (0.05 -1000 ppm) —He Mode

[fl—757% FEIIE 10ppt (Hg, As, Se) & 1000 ppm (Na)
— TeH A RS TS E I PR T iR

Na

A AR PURRAT o PR BB B B A, ICP MS il

AREME 200ppm LA AT Na

Hg

7700x *f Hg HI46 H FR 25 2ppt - 7700x #] #E 1 & &

10ppt!

7700x — KM E BRI 923 _E iR ST A Rl 554

These 4 plots were obtained under the same analytical conditions on the 7700x

201 Hg [1]
x1029 »=1.3064 " +12.4000
R = 0.9395
DL =1.506 ppt
BEC =9.492 ppt

Hg

CPS
r

10 ppt
Mercury

02 . ;
100.0 200.0
Conclppt]
78 Se [4]
102 | p=1.7847 " + 05333
R = 09397
DL =1.027 ppt
BEC = 0.2988 ppt
1 Se
i
(]
24
10 ppt
Selenium

100.0 200.0

Conc(ppt]

75 As [3]
w102 | y=1.0353%x +0.2667
1R = 09395
DL = 0.6692 ppt
BEC = 0.2576 ppt

As

CPS

10 ppt

Arsenic

100.0 200.0

Conc(ppt]

23Na[2]15TD:455¢c[2]
w103 | p=0.0020"%x + 01087

R = 1.0000

DL =17.49 ppb

BEC =54.52 ppb

Na

1000 ppm
Sodium

[S]
h

Ratio

23Na
0t

Falio

Con &

100000
Conclppb)

200000
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Analysis of Food CRM Digests Using Agilent 7700 with He Mode Only (&%)

B AT AP AR AT

- ']
HEL

o JWA/VE HCI, faEiiers

o HJEEAF 100 mL
&

° HE'ig{ @ZL{

Single analysis by 7700x ICP-MS for all analytes in

helium mode only

=4 6% nitric 1% HC1

sbRUE T 6ml HNO; + 2ml Ho0, J5 #E4T650%
i

ICP-MS TR
wEE WERE WEE iR
(ng/g) (ng/g) (rg/9)
GBW/(E)080684- A K 0.009 0.004 0.008
B2 D ITRED R
GBW08502- KK H Ak 0.020 0.002 0.021
DRTIREN R
GBWO08511-A K44 0504 0.018 0.499
BN P IRED R
GBW08512- KK # 0.0069 0.0014 0.00058 1.6ug/kg
BN R
GBW08510- KK #p 2 062 0.052 2.087
BASPAHREDR
SERHS (RS 1) 0.083
S 0032
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TEA A
SR ESEYR.
PIRMERIERD 5 53 BT 75 1 «
* BCR-144R Domestic Sewage Sludge, IRMM, Belgium
¢ FeNeLab River Clay, FeNeLab, Netherlands
Brofl It B8 b S brofl 75 7 e A T AL P -
e EATER A 2T, —IREEIPEA IR
o —RAEAL AL B R Ok iR R
(eg amount of acid in final preparation and even the ratio of the HCl and HNO3)
o {RUK: 3:1 HCI to HNO; AR T:
- 1g soil + 21mL HCI1 + 7mL HNO3
- 1/2 /DI R
-, EEF 100mL (—%H TDS KB H] 1% )
- FiBE 10 5 — & ATiE3] 0.1% TDS (and 2.1% HCI)
- #BE b 5 — %k F] 0.2% TDS (and 4.2% HCL)

- XL TDS /£ ICP-MS F&fwis47
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Certified Reference Material Analysis FeNeLab

FeNeLab River Clay (mg kg™')

Analyte ORS Measured Certified Rec. %
Mode (ave, n=10) (ave)
Be 9 He 1.6
Vb1 He 59.6
Cr 52 He 191.9 187 103
Co 59 He 19.8 18.7 106
Ni 60 He 55.7 52.9 105
Cu 63 He 163.9 156 99
Zn 66 He 1031.6 970 106
As 75 He 447 44 102
Se 78 H, 2.0
Se 78 He 2.4
Mo 95 He 1.3
Ag 107 He 29
Cd 114 He 8.5 8.07 105
Sn 118 He 0.02
Sh 121 He 1.6
Te 125 He 0.3
Ba 135 He 828.3 817 101
Hg 201 He 41 3.83 107
TI203 He 1.1
Pb 208 He 297.0 274 108
Replicate (n=10) By permission
analyses (mg kg) of Wim Proper
FeNeLab Reference Clay Eurofins Analytico
Recoveries 99 — 108% Barneveld
Regulatory requirement Netherlands

80 - 110%.
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Certified Reference Material Analysis BCR144R

BCR144R Sewage Sludge

Analyte ORS Measured Certified Rec. %
Mode (ave, n=10) (ave)
Be 9 He 0.2
Vb1 He 13.9
Cr 52 He 88.8 90 99
Co 59 He 13.6 13.3 102
Ni 60 He 40.7 449 91
Cu 63 He 270.0 300 90
Zn 66 He 825.1 919 90
As 75 He 3.2
Se 78 H, 1.7
Se 78 He 1.5
Mo 95 He 6.9
Ag 107 He 8.2
Cd 114 He 1.7 1.84 90
Sn 118 He 36.0 40.8 88
Sh 121 He 2.8 3.05 92
Te 125 He 0.1
Ba 135 He 319.2 367 87
Hg 201 He 3.2 3.11 102
11203 He 0.1 0.14
Pb 208 He 94.9 96 99
Replicate (n=10) By permission
analyses (mg kg) of Wim Proper
BCR144R Reference Eurofins Analytico
Sewage Sludge Barneveld
Recoveries 87 —102% Netherlands
Regulatory requirement

80 - 110%.
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CCV Stability — 235 Soil Samples

24

23

22

24

E

=3

&

c 2
g

£

g 19 ]
2

o

o

18

17

16

1 2 3 4 5 6 7 8 9 10 11 12 13 14 16 17 18 19 20 21

Be/ 9 [#3] Til 47 [#3]

—x—Ti/ 48 [#3] —e—V/ 51[#3] QC solution # . . 0
—+—Cr/ 52 [#3] —=—Cr/ 53 [#3]

S ——cumml Control limits +/ 10%

Ni/ 58 [#3] Co/ 59 [#3]

Ni/ 60 [#3] Ni/ 61 [#3]

Cul 63 [#3] Zn/ 64 [#3]

Cul 65[#3] ———2Zn/ 66 [#3]

Zn/ 68 [#3] —»—Se/ 77 [#3] .o
—%—Sel 78[#2] —o—Sel 78 [#3] By permission
——Se/ 82[#3] ——Mo/ 95 [#3] Wim Proper
———Mo/ 98 [#3] —e—Cd/ 111 [#3] 1 . .
—=—Cd/ 114 [#3] —a—Sn/ 118 [#3] All Elements 2 mg kg Eurofins Analytico
——Sn/ 120 [#3] —%—Sb/ 121 [#3] Barneveld

Sb/ 123 [#3] —— Ba/ 135 [#3]

——Ba/ 137[#3] ——Pb/ 208[#3]  #2: H2 mode, #3: He mode Netherlands
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Service and Applications Support

» B Agilent ICP-MS Journal - the only
E ’ regular ICP-MS users newsletter -
produced 4 times/year featuring
applications techniques, user
stories, news, features and
product information

Extensive Worldwide
teams of Hardware and
Applications Support
staff, covering all time
zones and with
extensive industry
expertise

e

Agilent ICP-MS Journal
Hay 203 - 0 16
Envircomantal Special Edtion

Communication and
updates via Web Site.
Web-based training tools
also utilized.

Agilent is World #1 in
ICP-MS units supplied
since 1994. Largest user
base community gives
unprecedented expertise
and support for new
users

Agilent ICP-MS Website - www.chem.agilent.com

(2 Agilent | 7700 %% ICP-S - Windows Internet Explorer

O - Browim - e,

IHE) HEE BE SEw) TIAEM 8o @ Convert - [Select

9 (6)3x] [cve sewer

& B rcite | o0 #2075 =l B8 & -BEe-GIAe- 7

‘% Agilent Technologies

The Mea of Confidence

ERERTHE | ERART

| ER

FREES WRHE

BHEER BREE [E

EW > TRERE - WEERSE - BENE - RS SETRERS

7700 %3] ICP-MS
EABE . EREA Bx

£ » SR~ B TR R
iRl T S EBOAREA » BAS T IMAMMHE I, 7700RAICP-MSHIHE

@
HERE
FILERO=E T (B 5 i IR )

5 P-MSETRIBABE »
B, SUTAESRRE—— R ES T RA. #ETES.

T 7700 ZAWEEER

==z ICP-MS R s R - A o) [EEER
s « @& 7700x « @ 7700s
2 1CP-MS BHERS ]
FERFEE (1M) o
e o WEA3IAME o GED S ENEA AR
o ERHBUE s (1515-DS)
1cP-MS KT 4
preoced * GCIcP-Ms EO o SRR
%=  LCICP-MS KESHTAS o+ —GILEMERB(-AS)
o WRAHTIAR o s
AR L
ERES 1CP-MS B ]
WiHER © GED ICP-MS MassHunter % ¢ FRAFAE
2. + ICP-MS Chemstation ¥ © SETHLER
e o 1CP-MS RPRBERIEHE o ICP-MS RIHEHATE
wEEIRE .
LG b L=
BREASY o 1CP-MS AR
=3 B

» BRS . BHRE

S Tntrenet Sos -
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K * 1/
n I
- z . A
Agilent ICP-MS training
- extensive schedule of
training classes and

customized on-site
training available

Products
Literature
Service
Applications
Support
User Forum

Much more
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ZHEE AA240Z A S0 i -FIRIS A £ RIS 1 T
LW ARICE 2 W R IEEA, AT T80 5.
TP B SRR IE . Fa o i R X e g
(CTZ) EEARRUEA = HA 5L ppb ZetERe: b
AR RES B IE B AR B RS AR IERE D
K L AR A BAA A, A LI %=
3028 S B AW B Bt v T — % s IXRE B R,
BEAEE . T-CAM A 2 I35 AR 2 G002 i oz 1 A
(SRM) —— A &b SR B kA7 5 37 &, 46
Bk B Wi B tE 45 . RHEIS AA240Z AP
TR AL G by R e, ME Kok cRiaE
PEAF, R, AWML, s, ERML, 3K
A NIER . ATEERIE R,

SE 3

1. GB 1354-2009 K KArife

2. GB2715-2005 R TLAERRME

3. GB5009.15-2010 & &t FP AR E
4. FORZRHL GErta) Wi
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BEZER

www.agilent.com/chem/cn
ZREEPRS

R#%EL:. 800-820-3278
400-820-3278 (FHLEHF)

E&AN:

www.agilent.com/chem/quote:cn
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