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JCAET X DL 287 S SEM T 25 B9 %2 Jr vk o ARGl It
ALK ST AR By i, S T DRl 4Uh SEM 74
TE 25 B WAR €3 - 53 00K ST 35 00 7 7 v, ARG Ry A3 b
WEET5 41 SEM 78 DL 7 i th B AR IE A8 B8 R 4F
(A, TRD B A DA DL 2K 5™ it rh S R R 4R
TR,

1 AP EFE

1.1 A 5RA

1L.1.1 U5 E&

AB 5500 Qtrap LC-MS/MS X (fic & LC20
HPLC ¥, 3 AB SCIEX A#l); 430 K (JEa
0.01 g, fl[ETEL R4 H); Vortex 2 IRHETR & 7% (FE
[ IKA 23 #); 1S-RDS3 fH IR 4R 177 % (3¢ FEURS 3L R
F]); Himac GR22G & & .0 HL(H A H 322 Al );
N-EVAP 112 ZAMF1L (3 E Organomation /A H));
ol e v o B O HL(F5 [E] Sigma /3 F]); Gradient A10
Mill-Q H £l /KA (32 [E Millipore 23 Fl).

1.1.2 AR5

SEM-HCI #5#E (46 99.8%, Dr.Ehrenstorfer
GmbH A 7); SEM-"C, "N, (4iEE 99.2%, WiTEGA 23
A)); A EE(EELE, Merck AR, hmR(hgal, EH
SRR A BR A R, —H WA (g 4k, CNW 2
) 2-FY LA H B (4l =98%, CNW A Hl); Bk &
TRR(E A, EZERLERARA RAR); L
Be(tak2l, Merck AH]);, LR (AIESE, Merck 24
A]); 1.5 mL #8204 (10 K, Millopore).

1.2 RE7*
1.2.1 BRECH

SEM HbrifEfif A5 HERRFRELE i SEM-HCI 5
WS, AHESEMITERE 10 mL BEOERRT,
BCH AL 1.0 mg/mLSEM FR#EAG &, —20 Cilbtik
ffo SEM-"C, "N, N brbs fEff 4 HERFREGE &
SEM-"C, "N, bR dh, I BEA I E 4 S 10 mL
AR, BHR 1.0 mg/mL PN AR bR E R 5 TR,
—20 ‘CaENCARAF o B 43 ) 4 LGS 5 SEM.
SEM-"3C, PN, bRt 5 W B Tt A b, A H
B A B, o3 I BEC % 1 pg/mL () SEM A5 o T AE
WA 100 ng/mL N FRARIE TAER
1.2.2 FHMERH &

¥ IR EEE S A SEM i K vh 47 33 58 0F

) H@ART/CLE

KAE B DURE S, B RE S NS iE VR IR TR R B, A
SIBCAFENL . IR SRR . PR BRI 2L, A3
JG F-20 ClOLIRfE, AT4E4 SEM M@ ik
W
1.2.3 SEM EEWE
1.2.3.1  JKfgFATEfL

FREUSE DU ZEIL . NE . MRS . PERR R 21
2g, BT 50 mL E.O08E T, HEIA NARARE TAER
50 uL, F4HIRIEIR S 1 min, FHA 0.5 mol/L EhJR¥%
5 mL 1 50 mmol/L 2-A 34 IS T 150 uL, 7843
WHERA 1 min 5, B THEIRSG @, 7 37 C&M4F
T EDEIRG 16 he
1.2.3.2  $EEUFE1L

P OEBU IR AIIRE 250, A 1.0 mol/L
W & AT, P47 pH & 7.0~7.5, A 8mL &
12 B8, Fo571RGEIR% | min, LA 8 000 r/min /= i &5
L 5 min R FJZERE 10 mL 08T, T40°C
RS T . WERRIMA 5%H EAR 1.0 mL, FE50 1%
TR 7S AR BB ), PRI IR 7% 22 R g A,
14 000 r/min #5.0> 10 min, HCFZIF W LC-MS/MS
I3
1.2.4 %A% SEME

PREUH 4 2 ¢ F 50 mL 50454, InA 50%
K 5 mL, Forimiela 50 s, M R
5 min, F$LL 4 000 t/min .0 10 min, 5% FIEHR.
ARSE A BRI A 5 mL 75% H K VAW . 5 mL HH i
s mL W4k, EE LREAE, L LIER, HiE
MR EIRA T 1.2.3 AEBRAES .
1.2.5 VAR - SRR B A1
1.2.5.1 VARG R

Waters Xbridge Cg (44 (150 mmx»2.1 mm,
3.5 um); ¥iiE: 0.35 mL/min; JisHAH: A. 2 mmol/L &
FRECTS W, B. W, BAEEVEDLRESTY: 0~0.5 min, 90%
A; 0.5~4.0 min, 90%~5% A; 4.0~5.5 min, 5% A;
5.5~6.0 min, 5%~90% A; 6.0~7.0 min, 90% A; JEHf
i 10 pL; HE: 35 C.
1.2.5.2 ik

B R HMESE B R, E B A RS R
5500 V; KA 30 psi; LA 35 psi; GHETINA
e 35 psi; B TURIRE: 550 °C; fifi#E<: Medium;
PR 2R NI e RN W IR R
T B RN AR A TS SRR 1.
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Tab.1 Mass spectrometric parameters of semicarbazide (SEM) and its internal standard
Hirfb &9 HETmz) T T(m/z2) CE(eV) DP(V) EP(V) CXP(V)
192 13 80 10 10
NP-SEM 209
166* 11 80 10 10
NP- SEM-"3C, °N, 212 168* 11 80 10 10
Wy B R T
4 NN 400 . B A
2 ZERE5® 5 =B
s . sy = 300 : a B C
2.1 %445 SEM MR HAA ] I @b
FERPZE A SEM MBE N SRR E 0 BE
A& SEM i VeI AU ERR, HRESE S SEM K i g a MNdd 4
Za N ==y 2 \ — V- YA W " (=) kel €
TR o ASBFFE S BIAAR R B i i Rl B 1000 B0 i
PR DTS BH M 8 B RE b (AN TR 4L 2, Wi 9 e i XX 'Hﬁwd FHCdd hNRE mcdd EE
S e ke Ef N - b . 0 . [ml| - HFIF:I - b H]'-Iﬂ > .
I 25 R RE R, Horp, A A B R R R Bk 7 X L MR AmE SMERE A

AbEREE S FAEME SEM M B AMER4L MR
50% FH BS 7K IA W VR 1 R s C A B4 R R 50%
FH K VS VRN 75% FF K I WA DR 1 IRMEGL; D
A ERA R 53 SR 50% F B K S  . 75% K I
RN VA A5 VR 1 IREE b B AR ERAL N 43R
F 50%H BEKIETR . 75%H BE/K VAT . H B T A
KW AR 1 IFEfh . B. C. D. E 4b¥ig]
43 R S TRl A P50 b BEAE , HE SEML 52 45
RO 1, d B 1 AL SRA] B J7 v Ak 3 D12 21
FEAREE, VBV 1 RBIR] RBRATFENL . PERR . NE.
HNEEFEE T 65.5% . 69.3% . 34.2%. 65.6%. 53.7%
IFES A SEM. k&3 iy il R Mk vk g, RIeT
VeV L BRAE S AU R AR I A SEM, {H SEM
TR TEBEYIEZE . RFEAFAE SEM 225
KA SPSS18.0 #AFHEAT ST 40 Hr, 22 5P HrR
F Mann-Whitney U £ %5, 3 o 41 (B 280 o 254 2=
SOMEERFN, A B, C. D4 b HB17AE
P22 5(P<0.05), T D AbBRZLAN E AL PR A TC
B E MR (P>0.05) f LA LA BT, i i s vk
VIR RN, W] LR BRFE S ST B S SEM,
IiF S SEM T4 i 5 el s . kA E
b7 R SR S I, SEM I AE 45 5 D AL BRAL G
V2R A SRR A E b 3177 5317 B D
ANFRHAHLEEE SEM,

22 RRE T SEM W 45 R4 H ok

BT WL T AR AR A Y B AR AL S i,
FEAS B — L3 [a] S el XS H AR & 4 4 B 11k

HIEN

Bl 1 ARG 5T SEM JI5E 45 5. 952 1 (n=5)
Fig. 1 Effect of different washing methods on the determi-
nation of semicarbazide (SEM) (n =5)

a. b, c. d. 7£ 0.05 K BA BFEHZES; A. SEM EH; B.50%
FHBEK; C. 50%H EEK+75%H 2K s D. 50% HT EE7K +75% H K +
HEE; E. 50% H B /K +75% H B /K + Y B+ HLO

a, b, c, d. significant difference (P < 0.05); A. Total SEM; B. 50%
methanol-water solution; C. 50% methanol-water solution, and 75%
methanol-water solution; D. 50% methanol-water solution, 75%
methanol-water solution, and methanol solution; E. 50% methanol-
water solution, 75% methanol-water solution, methanol solution,
and water

RO HE IR ECE RN, BRSO o BE T RAN
SRS 25 ) 5% BRI Ay B A5 R e E R R R,
ARG /3% SEM B L5574 SEM YL sk
AT T 5%,
2.2.1 EFEHNXF SEM S EE SR ER

FE R 1.2.3 19 AR L2, 43 B ik RGN,
X SEM e g 0 5 5 R 1 5% ] o L SR (ME) Al 3 1o
) v B $ U P SEML 06 TRy 1o (LB 5 4 5 57 v
SEM 1 [ai A 1 {EL (A) ) FLfE Sk % %%, Bl ME=B/A.
M ME>1 B, F/RFEF0 SEM (i 137 ELA 8 5 500 ;
M ME=1 B, BLBAAFELESE AN, 4 ME<1 &), N
FRFETTX SEM. 1 M Ji ELA H0 8800 - SEM K Y
B AE LUV Y b 1 i 1 (B DL 2% 2, SEM 76 56 o B2 RO v
{14 M 7 (L L% 3.

FH % 2 N6 3 Al AL, 78 5 ML Bbn s b, A
W EE SEM Iy U BRI /N T ARMEVS Wi h SEM. (19 U 1
L, ME {HAE 0.419~0.751, Ui HIFEEFX} SEM i f HAq
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Tab.2 Response of SEM and its internal standard in standard solution

FREWE /(ng/L)  WFIBRAESR P SEM IS FUA) I FIARUER I T AR SEM-1C, PN, IETIFL(A-IS)  A/(A-IS)

1.0 12 051 490 407 0.025
2.0 24 874 452 255 0.055
5.0 49 242 418 872 0.118
10 99 256 385 262 0.258
20 206 486 423 127 0.488

F3 BRI SEM RE2NELEREM
Tab.3 Influence of the matrix effect on the total amount of SEM

HE P/ (ug/l)  SEFFREAT SEM ISTIFB)  B/A  SEFRRER P INFR SEM-1C, PN, IETIF(B-IS) B/(B-IS)

1.0 9 049 0.751 289 774 0.031

[4] 2.0 12 553 0.505 206 187 0.061
7T 5.0 31063 0.631 238 780 0.130
it 10 73 308 0.739 296 061 0.248
20 124 608 0.603 237 383 0.525

1.0 7968 0.661 103 416 0.077

2.0 13 215 0.531 129 060 0.102

;; 5.0 27799 0.565 164 194 0.169
10 48 822 0.492 155732 0.313

20 86 505 0.419 151 943 0.569

1.0 8736 0.725 249 610 0.035

4k 2.0 14 518 0.584 243 779 0.060
E 5.0 34 000 0.690 252758 0.135
figt 10 71 136 0.717 247 897 0.287
20 129 524 0.627 237 282 0.546

1.0 7493 0.622 194 392 0.039

2.0 10 763 0.432 191 083 0.056

i 5.0 26 320 0.535 188 372 0.140
10 45 451 0.458 160 495 0.283

20 117 805 0.571 211 120 0.558

1.0 6 935 0.575 192 640 0.036

’ 2.0 12 281 0.494 191 783 0.064
E 5.0 25705 0.522 193 318 0.133
10 56 094 0.565 191 029 0.294

20 106 970 0.518 185 483 0.577

IR o ARV T, LB SEM SAHR  1E #ZR 0y AR AR 5 1 5 bR o VA TR I il 4R R AR R
PR A 0 T AR LU (B RBR E S SEM 5 P AR 08 1T AR M EEME . Hi3 4 A%, SR {H7E 1.018~1.163, UiHHED
I HLAE 3 AR — 3. L SEM 55 SEM-"C, PNy BT AR SR A P bR vkt AS B 5 4 T BR 6 TR0 AR I, R
FAE A AL bR, DL SEM YR EE il AR i AT ML, [RIZEBTXT SEM i I 45 R BAT — @ FREE M 52
PIA TGRS IE R ZE BRI SR 4. SR F/RFEGICHLA: PRk, RFEFMIE i g &, 52 45 5 A o
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Tab. 4 Standard curve for the total amount of SEM

i £k 27 M 1F £k 7 MXHRE SR
e R 5

e y=0.024 545 5x+0.001 667 5 17=0.999 2 1.000
F5EML 3=0.025 001 6x+0.007 310 15 #=0.9992 1.018
WHE  y=0.025 305 8x+0.051 4276 *=0.999 2 1.031
HMERE y=0.026 617 7x+0.007 543 99 °=0.999 4 1.084
8 y=0.027 059 6x+0.008 356 29 r*=0.999 3 1.102
PERR  3=0.028 566 2x+0.005 420 29 7=0.999 0 1.163

2.2.2  FEFRZEN XSS SEM Il 2 45 R A
R 1.2.4 WA PR B DLZH 4R, 38 o e i f i

x5 ERMEMEST SEM N E LS RA T

) H@ART/CLE

W SEM WA S 4 b SEM I T R Y LA >k
B IL AN (ME) .

K 1.2.4 J5 ik i e i A BE0Ks B DUZH 4L
IF B A SEM MIZ% Bl or — [l £ BR, 5 SEM S &l
FE A, HOIL BN AR AR 25 5 3R S R, AE
[ —¥REET, M BREE 3 AR BUR + SEM [
PNAE K FHRUEHE R SEM AR R {E, R It 56 5
SEM i i H AT S5 R00E 5 T P 72 L L P R oA O
B4 O T SEM Y e B /N TR HEHS W SEM 1Y
We) S A, PRI B B B A &% . ik 6 A, SR
TE 0.957~1.035, VEEAMIESE A2 SEM B, AR
FEAR I B B TR (52, SR S RIAE 2k, P
CIRGR0 el el sk £

Tab. 5 Influence of the matrix effect on the tissue-bound SEM

A FREWE/(ug/L) FEFARER T SEM IE1HFU(B)  B/A IR AEE T AR SEM-IS U416 FU(B-1S) B/(B-IS)
1.0 6974 0.579 264 836 0.026
2.0 15393 0.619 301 823 0.051
5L 5.0 31317 0.636 259 871 0.121
10 65 343 0.658 259 752 0.252
20 179 291 0.868 376 425 0.476
1.0 12 101 1.004 310 282 0.039
2.0 23516 0.945 363 069 0.065
A E 5.0 40 849 0.830 301012 0.136
10 72 327 0.729 290 086 0.249
20 179 931 0.871 342 568 0.525
1.0 14 242 1.182 468 931 0.026
2.0 23 081 0.928 432 824 0.053
HPER 5.0 59 264 1.204 504 103 0.118
10 99 705 1.005 413 777 0.241
20 227982 1.104 444 835 0.513
1.0 11157 0.926 440 687 0.025
2.0 25 067 1.008 484 736 0.052
fif 5.0 60 648 1.232 502 927 0.121
10 112 897 1.137 443 111 0.255
20 252 169 1.221 481239 0.524
1.0 6938 0.576 276 226 0.025
2.0 163 339 0.657 308 583 0.053
T 5.0 34777 0.706 273 890 0.127
10 72 320 0.729 262292 0.256
20 148 098 0.717 262 364 0.524
74 TR/ 2022 4F /55 46 45 /4R 6 W)
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Tab. 6 Standard curve for the tissue-bound SEM

£ R i HRAR SR
TR bRE
ARl

y=0.024 545 5x+0.001 6675  *=0.999 2 1.000

FAFML y=0.023 502x+0.003 987 52 +°=0.999 4 0.957

WIE  y=0.024 557 8x+0.014 700 1 +*=0.999 2 1.000
AMERE 3=0.024 625 7x+0.001 692 46  *=0.999 2 1.003
B 3=0.025 119 5x+0.000 536 789 *=0.999 1 1.023

MR =0.025 411 8x+0.007 8235 +*=0.999 6 1.035

o it 1 A5 AN R e 2 A v A 3R ok g 2R AR 1
Y 5% B S HEAT A BT B, R A R R i 3 T 2R
HR B S ) R O B A O, R U A S I A 0 e A
SR FH 3 b h 26 2 i . ASHEST AT X SEM B
M54 SEM Ry a5 Ny A7 5 5%, 45 R RV,
AFJEZS SEM R A 5 20 &, Al 45 R B
K e
2.3 RiEEAe e

SEM [WJAHX 4> F il 75, TR/, #E
T L N, B AR RME S T, HE
P00 B FARORMLT, WA RIEE T,
R ARHAR WA ik, R o 1
a, IR S . 2-m 3 R P R A R R i A A
fRikF], 2-AH 3R E S SEM i A M & H A
oA AN SR AT A, AT BN o TR R, B
TR PR ME, DI = BT e 1 . ¥ SEM
SEM-"C, "N, b I W5 IR 1.2.3 B9 5 i AT R A
LA, f5%] NP-SEM ., NP-SEM-"C, "N, brif
W . SEM [ & A aEE, | Ty,
B oY R E Y [M+H] 43 F 85, I TE IE &+
BT BT B e i R AR KT AR AR S R AR HE T
EIEE TR T HTEE T2, wen rs
T, LIor 78 75 B3 7 T T B T H i, JF
P52 H ARk & W B: 8 F T B F BT i 19 6l
Aete ., LM . B R . REE S A AR R
%28 . NP-SEM WA~ 785 71, m/z 196 52 F-
KM F &, B FAES T, W
e RSRIE R BT m/z 166 {E N ERE T, miz
196 fE R EPERF . AJ5i% T NP-SEM., NP-SEM-
B, PN, REE T e MR E S T R
WA S HOLER 1.

'h@Ammw

2.4 Ak

Jd DUZHURE S B A B 2%, 7E F &R TR i
PR FE BB TR T, 2400 4 000 t/min 500,
PR AT RS TR IBRE T S FLLZ .
XA W E A IR IEIR A, &%, L8 000 r/min
[ RN S @ 7 I = 10 S S ST B e
MRS TE 40 C T RAERFGE TR, A 5%H EEK
TR AR, R, RS B .
PRI 5 2 IR B0, 48 14 000 r/min U8
BRI R, 4R TR T S A i T S A AT
(23 BARAS, BUT 2305 W YRR 0 3% - B I T 148 40
Mr, BRVERE A PRE, SOnT LAk S T3, B
UF S 2 R

IR A T 25 1 e A A 38 1 v T 1k 32 A T A
FEBOAARP 3 T B0 A A BOg e By 2L [
FHAE WG AL 7 TR0 BB, HE 3R E SR 2% 05 .
7T 25 50 550 T R A B0 A 3 %o 35k o ol 93 A2 24 O
i, RO AS KA . A5 Pk g, K
fRi AL THEAEA TR, SO BUSARLF 15 AR A5CR
2.5 FEHRBAE

SR FHAEZS FIRE S v s IR o9 W% 125 v i
AR R . B SEM bR R N2 28 (1 012k
LU, i BRARR LKA . fiTA Al L SRIBORI b 25 A0 98
ARFRRE S, R 1.2.5 RO E@RERIBTRE SR E LC-MS/
MS 73 HT o GE A 53 5124 0.5 F11.0 pg/kg B, SEM
fEWE LA 5 =3 FI=10, HILEIE AR SEM K
HERA 0.5 pg/kg, RN 1.0 pg/kg, kAL
SEM J¢ FL[Fv 28 bR RRAE B i i o 1 1 UL 1A 2
2.6 T kWA

5% 1) 1 A 3 RIORS % 132 43 3 2R P 1T 5 38 0 o
PRUfEdm 25 37K o B 418l SEM Bt 45 i B 25
SEM FI45 475 SEM, 45474 SEM il 5 Jr i 2 5t
AR R v R AL 2 AT 25 SEML PR T4 25 BR,
P4 SEM HIUA R 145 A 75 SEM, SR 5 FHi I8 5 SEM
S R) 0 A5 R AT A3 A o DR T ik B TR
[ AR 00 7 25 B DL SR s i SEM Bk I R
SR 5 i B SEML L I a2 D ik EA TR I R 3 43 A
o FE25 R Al girf, HefRAR, by mvk EEd
SEM, #RIZKFE43514 1.00, 5.00, 10.0 ug/kg, &4
DI EATINE 5 WK, TR AR AL [ R A
K, HE g5 R4 7,
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Fig. 2 Characteristic ion mass chromatograms of SEM and its isotope internal standard in scallop tissue

=7

B NELR iR SEM B E UL R (1=5)

Tab.7 Recoveries of SEM in scallop tissue (n =5)

HL BINKF-/(ng/kg) M1/ % SR R Y% RSD/%
1.00 92.4,96.5,90.3, 97.1, 88.6 93.0 4.03
172 ML 5.00 97.0, 85.4, 94.2,96.4, 97.2 94.0 5.29
10.0 94.2, 88.7,90.6, 92.8, 94.6 92.2 2.71
1.00 94.7,98.2, 1.06, 1.02, 88.2 97.8 6.99
N I 5.00 96.8, 108, 112, 94.8, 99.4 102 7.44
10.0 104, 98.5, 118, 97.6, 94.8 103 9.01
1.00 97.3, 110, 106, 89.3, 92.6 99.0 8.86
SR pE 5.00 105, 97.0, 91.2, 85.6, 105 96.8 8.87
10.0 93.8, 84.2, 101, 96.8, 97.2 94.6 6.71
1.00 106, 94.4, 96.3, 87.6, 99.4 96.7 6.97
il 5.00 104, 92.4, 107, 92.4, 96.6 98.5 6.84
10.0 92.5, 102, 96.5, 92.4, 89.6 94.6 5.09
1.00 97.5, 88.0, 92.5, 90.5, 102 94.1 5.98
PR 5.00 99.6, 105, 87.6, 93.6, 102 97.6 7.10
10.0 104, 89.5,92.4, 96.5, 91.5 94.8 6.07

16 1.00, 5.00 F1 10.0 pg/kg 3 MEIKFETF,
5 SEM K ISR IE 84.2%~118%, HIIKIEI, %07 ¥:
HA RO R E . WERFEAILUE 3 AN RmKFE
TOTAPEATINGE 5 YR, WA 5 SR A AR o e 25 1
<15%, UtEAA T VRS % B AT
2.7 EFEAERB SN

SR 1.2.3 F1 1.2.4 BN AY 5 100 B AR S 56
Y BHE B DL 4 SEM SIS 57 SEM &
PEATIE, 25, ST, IIE. SRR, BEAN
PERRZ5 G35 SEM 4300 7 12.6% . 32.5%. 18.5%.

29.6%. 16.6%, K HiZJi kT LAxt b 4041 SEM
SIS G A SEM & f kAT ER 2 M R E .
KT SEM TE/K b MAFAETE A AR T 438 H i
WD VAN ZEPUESE T SEMAESR R IAFAEIE S, %
VA ER (Macrobrachium rosenbergii) 1 50 mg/L W
P AR FRA K AR T 22 5 1 R, TiEE A SEM Flgs &
A SEM BIA W, WINALHE 58 SEM 42
SEM & itH 1/4, TiiFc P45 475 SEM Bl 65%.
& FHE LU kB, B A B IR (Macrobrachium
nipponense) LI FF AR th I SEM 322 DL 25
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ASAEAE, M FE . HRAR . B Sk Es A a2 21
JEIE SEM W 3= 2 LAZE & 2547 1 o SEM AE h — T v
s G ey, AR DU R N A7 1 I 5 AN W,
A SCHEST T R DR N SEM FETETEAS I 05 ik, Ky
HE— S T5 Y ) SEM 7 VUK N I AE AR T 35
Rt T HOAR S

3 &

A SCWFFE T Bt DLZH U SEM AFAETE 2 I 5 Ty
T, HEET RN KT SEM B FIZE A2 SEM I E
ZERMSEN, Ufe 7 RR ST s, N T B DL
SEM FAAEIEAS I AE T3 1%, %071 BoA W4T 1 HEf
JERVRS B B, WBEFE SEM T8 D287 i ih AF 1B 2542
HETRIE . R MER TR RIEOR T
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Abstract: In order to clarify the existing form of a new environmental pollutant semicarbazide (SEM) in shellfish, a
liquid chromatography—tandem mass spectrometry (LC-MS/MS) method was developed to determine the existing
form of the environmental pollutant semicarbazide (SEM) in scallop. The total SEM in scallop was determined as
follows: After hydrolysis by hydrochloric acid, the sample was derivatized by 2-nitrobenzaldehyde overnight for 16
hours. Then, SEM was extracted with ethyl acetate, purified by ultrafiltration, and analyzed using LC-MS/MS. The
tissue-bound SEM was separately washed with methanol/water (50: 50; v/v), followed by methanol/water (75: 25;
v/v), methanol, and water. Then, the sample was determined as the method of the total SEM. The SEM residue in
the extract was separated on a reversed phase using a gradient elution program of methanol and 2 mmol/L ammo-
nium acetate. Using LC-MS/MS (electrospray ionization, ESI") with selected reaction monitoring, identification of
the major components of the SEM residue was performed based on the fragment intensities. The calibration curve
showed good linearity from 0.5-20 ug/L, with a correlation coefficient over 0.999. The recoveries ranged from
84.2% to 118% for the SEM residues, with 3 spiked levels at 1.00, 5.00, and 10.0 pg/kg. The relative standard de-
viations were less than 15%, and the limit of quantitation for the SEM in scallop tissue was 1.0 pg/kg. The proposed
method is sensitive, accurate, and easy to operate, which is suitable for determining the existing form of SEM in

scallop.
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