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RESHGERSRERRMEERE / ¢THE (LC/MSD
TOF) BEUBAFARTHRE, REETESTRAKTAS
BtRERRB AN AE. SITEREHRA 0.25 pg/L, T£T
N#R iR DEARRENRAKPABBRNRELLRE
0.5 pg/LB9ZR, RRYEZIM, 6.4 ppm MEREHENT
BHANMIREEZM (HER) HRERZHERLBE
AT R TR E RS AR SNMRE.

NE

IR BR (S ILIE 1) RENGBERLA D Z—,
FETR L A RIS, A e TR AL B rh g B T
KBTS (1. AT, PRI SR 2 — AT A
FIR R s RN R R BB, A AR R
P H AT RE ™ A0 AP BREAS M B 50

Agilent Technologies

ST TR, S A — BTk (GC-ECD) A&l
e B TROM s — SR SN A T 4%, 77 A R A TRAL
HEFIZERL (SPE) Atk 2 IR, (B2 IR 7341
R TG H BR (LOD) AlEEFR (LOQ) ¥yitizt i T

ﬁ
H,C= CH—C—NH,

1. ARBREN

H a5t A2 (WHO) #1535 [2] 19 0.5 ug/L, FTf
H B IE R 5 ¥ PRl W R B R T
1 ng/L, ZHTEERMER 2 £5,

PRI, BREESE 00 2 75 2 — N A 1 I T vk AR I
KRS R RIS . AN R B R
W MTT R, AR ZEHCS WO @/ TR AT R
(LC/MSD TOF) JStiliIff i ] DABRIE , w5 i 5

Prvdmitht . 24/ NS = A EBE (%RSD)
DA B S8 2 0 7 AR 0 AT A SRR AR SR ) £
JE T UL B 22 SRS TR 4 /R AT IR 18] S X Y
SR



BT IR EAETE L C18 WA AR M AL PAS P
I C18 I3 HrAE AT (il 73 7 AR 2] 25 7 A1 B i
Mo ZMEATEMERRN 025 ng/L, HAMET L
i B E MR, P, T ZEBORIROH (i /
JATE I FH SR T 3 B AR AR A MR IR 1 [ AR 2E B
PR o ASOW I EAAIES POR K AL BT 73 85 R B AR T

MEFHE

ftFiR bR

ST e, HPLC ZUKM LB H T J. T. Baker
(Atlantic Labo, Eysines, France), HiE BT Merk

(Fontenay sous Bois, France) f1H 2 (95%-97%) Wy H
7+ Sigma-Aldrich (Saint Quentin Fallaviers, France),

SEDYIRIBE R AR IE 5 (99.4%) FITNIRIERE-2,3,3-d5 (99%)
5 §F C. I L. Cluzeau (Sainte Foy la Grande, France),

PR -d3 B H BRI R 100 mg/L B PR s P A%
it 2 WA R RO ] 8 KA RE . LV E T (i
T -18 °C figfr— 1 H.

@

SAPTHET, FEmT 4 °C f76iE, KR A Whatman GD/X
0.45-um PRI IE, PATRIFE4K, 0.2-um JEREEAH T
SR AR AKRE, SR, &A1 ng/mL TN
W -ds e,

TIAE LR AN i/ AT I 18] 1 I 4 0 A 2%
oy Z Ik 1 A2,

R HIEEHTFHER

W ZER 1100 RFIZTR, Bahite
8, 6 fIylikmAntEiRs

R ZORBAX SB-C18, 4.6 mm x
125 mm x5 pm

FERE 20°C

rid= 30 400 pL

LR 0.5 mL/min

FREF 100% HPLC 4k

KB 0.6 min (Z49#7H)

KRR 3.2min (Z&H&)

FREE TR E AT, %R 2 PR RN
R .

R2.  fRIEEHSHESE

HPLC 318 TR 1100 R ZR (B2,
iR

Bk ZORBAX SB-C18, 2.1 mm x
150 mm x5 pm

BitRE 40°C

DHTRIE 0.5 mL/min

BRIl A: 97% HPLC £f7k (0.01% FE)
B: 3% Z k% (0.01% HER)

2 eS|

AHEE 0.6 min

PR 3.2 min

Bize TR TR R

BTE ESI

BTiRE 3

FIRSRE 12 mL/min

FHRBE 300 °C

EUB/EN 50 psi

R 150 V

J\IRAT S5 R R 100V

REEHE 50 Z 1000 fFEakt

BEEF 121.05087 #1 922.00979



SPrkE Al HPLC ZKARFEER R A T 4nAl 2 F1 3 REf i
PR B TR B ERE T (FETTUE )

HmAyER

R e/ ¢ ATRE
BUgER R

2 EWHL#THERER

HmieiEsHn

1100 #iB58

AL/ TR ATRE)
BRIEE R

,,,,,,,,,,,,,,,,,,,,,,,

3. #ESTHELBTHRNEEI

GRSV

RIS

% 3 SR T LM ALGHR ] (RT) A 5 940
H TR [ (3 2 TR R 22 57

#3. FRBRNANRRE

{R B0 g EigE— FHEFH FREERE RERE
kit min RfRR= aum ppm
KR 1.93 72.0443 72.0454 0.0011 14

mAH 1.93 75.0632 75.0647 0.0015 19.7



(75— 4R R TR TR 720454, EIfE—1 20 ppm A9 FHRE
[, WA ATARIOERE, CHNO, [HH5 THNE
R AT AP A, 5 R RO TR OB R 2R
EOMEREE . BRI BT 77,000 LAY Chemindex ¥CH e 5]
fi) 2 BT UG PRI (CSHGNO), hsh TSR ANE, i
TARBETRAEH AT, BI0E 4,

+TOF MS: 1.941 min from pt 5.wiff Agilent, substracted (1.889 min and 2.09 to 2,29 min)
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m/z, amu

H4 —RERFRINABEEKE—RLRSFEFIE 720460 (M+H)*

& 5 FE 6 70 Bl SR T BN PR IR A P IBERY -ds
REE A (EICs) o BB TR TTRkE S L &
YIRS

Acry 1 pg/L - Acrylamide (Unknown) 72.0 - 72.0 amu amu - Acry 1 pg wiff Acry 1 pg/L - Acrylamide d3 (Unknown) 75.0 - 75.0 amu amu - Acry 1 pg wiff

6000 Area: 1.92e+004 counts Height: 4.09e+003 cps RT: 1.93 min 6000 Area: 2.21e+002 counts Height: 1.12e+002 cps RT: 1.95 min
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5. 1pg/L HAGEENRREFRE
4



Acryd3 - Acrylamide (Unknown) 72.0 - 72.0 amu amu - Acry D3 wiff Acryd3 - Acrylamide d3 (Unknown) 75.0 - 75.0 amu amu - Acry D3 wiff

Area: 1.08e+001 counts Height: 2.35e+001 cps RT: 1.96 min Area: 1.72e+004 counts Height: 4.09e+003 cps RT: 1.93 min
6000 6000
5000 5000 193
a 4000 a 4000
‘g 3000 ‘g 3000
b= 2000 = 2000
023049058 ggo  1.23'42 159 216 240 249 305
1UOUWMV\I\/WW 10004
0 ‘ \ ‘ \ ‘ \ ‘ \ ‘ \ ‘ 0 ‘ i ‘ \ ‘ e ‘ Fe
0.0 1.0 2.0 3.0 4.0 5.0 0.0 1.0 2.0 3.0 4.0 5.0
Time, min Time, min
6. 1pg/L HAKER -d; HREEFRE
SUFTER #5  HEdmEE
_ S, RE
7 SR T 0.25 713 ng/L IGPUBIER PRRIREI . o/t (a=s) %RSD
0.25 4.3
30 0.50 9.2
2.8 1.00 5.7
;-5’ 1.50 4.3
A+
L 22- 2.00 34
2 20 2.50 22
2 1.8 3.00 25
S 1.6
s 144
2104 ERBREREY
0.8
0e A 7 31 B 2 A A A AR 22 /N 58 D 43
02+ <10%) Z55%H, BATEZRRRERCE R, b,
e e N N B o S I N R =i AN S 1B 2| 4 0 KEN T/
000204060810121416 18 20 22 24 26 28 3.0 tt%ﬁ%@f?lbfﬁ%ﬂ%{)iﬁ1?§] E‘/J?FHX_J‘ﬁ%L%JE I
Analyte con./IS conc. BRESE =L, TRIERPREEZ A £0.0023, TG It

A2y £0.0027, LK 6,
E7. FSBRAABEE -d, StE&E

#*6. FHREERMRERE (SD)

2 HPLC JUKRIEH &N R R REF, 025 pg/L fE &

= 2] ARBRERREY  AABRTRYES

R BER (HEH) oL B BEMIEERE

A4 H 5 HIH T IR A A G g R I (30) 0.00050 (n = 24) 0.00050 (n = 29)
F5l 2 (30) 0.00046 (n=23) 0.00040 (n=29)
&5 3 (53) 0.00055 (n=43) 0.00030 (n =53)
F 3 4 (53) 0.00072 (n = 30) 0.00036 (n = 53)

£4. 025-3.00 ng/L B ERGH BTN

EI*-d; KR

Ly R? & %RSD

1 0.9980 0.98 55

2 0.9998 1.02 9.4

3 0.9998 1.06 11.9

4 0.9998 0.88 6.0

5 0.9994 0.84 55

Bl REE T



HRBRENEIY

PR E M E BRI B S WK T,

x1. ZHTIENRAKGEERNERHINSIN
ERARI{E 0.25 pg/L ERARM{E 0.5 pg/L

= T4 /%RSD % B 4 /%RSD % ElE
RW1 (n=4) 0.22/11.7 88 0.47/3.4 94
RW2 (n=5) 0.26/10.5 104 0.45/1.8 90
RWS3 (n=3) 0.20/17.0 80 0.52/2.8 104
DW1 (n=4) 0.28/22.5 112 0.48/16.7 96
DW?2 (n=5) 0.23/12.9 92 0.43/8.6 86
DWS3 (n=3) 0.24/13.0 96 0.50/8.3 100

*RW 47k (HPLC Z7k); DW 4k F ok

ISR FAER AR E = S5 R AT,

Kl 8 KN 9 A /KHERES AN T 0.25 ng/L BP9
JEAN 1 ng/L ST A DI A T

EP D0.25b - Acrylamide (Unknown) 72.0 - 72.0 amu amu - EP D0.25b wiff
Area: 5.23e+003 counts Height: 1.27e+003 cps RT: 1.93 min

EP D0.25b - Acrylamide D3(IS) (Unknown) 75.1 - 75.1 amu amu - EP D0.25b wiff
Area: 2.74e+004 counts Height: 4.73e+003 cps RT: 1.93 min

1.93 1.33
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8. IRAKZFEMT 0.25 pg/L IR HELREFD 1 po/ L MR RHE R
EP D0.25b - Acrylamide (Unknown) 72.0 - 72.0 amu amu - EP D0.25b wiff EP D0.25b - Acrylamide D3(IS) (Unknown) 75.1 - 75.1 amu amu - EP D0.25b wiff
Area: 1.58e+004 counts Height: 3.52e+003 cps RT: 1.92 min Area: 6.58e+004 counts Height: 1.12e+004 cps RT: 1.92 min
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9. &k (HPLC k) MY 0.25 pg/L HyPIRELREFD 1 ng/L KK AHERE
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BB ST & AT S D0 O AL B 7K R &
FAINIBIAL A AT IR . Gt BRI SE RAT R A
Jiti¥ (TOF MS) A 5 Jot v Al g of L 7 FH 23 Ar- 2 1E A
MR, REUZMHR 0.25 ng/L 1y5E BRI AT 6E,
A L JE T DATERA S5 E K . HE TR ORI R 7K
FEMAF R NISIERG . SRS IR, FEZRE
IURE DA BE e A 7 BT IR ]
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