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i OE: BE i S RO A 3 - 5B B % V5 (ultra performance liquid chromatography-tandem mass
spectrometry, UPLC-MS/MS) il 5& H A< {3 HF (Macrobrachium nipponense) A [ £H 25 38 A7 ip A [R] T 45 & 2k ik
(semicarbazide, SEM)IRI i, 3k AEMT 66.7% M BLAREENL S, ZERMRIRILKAR, 2-HFEFE B AT
A, W pH 2 7.3~7.4 5, MR BRI, 48R UPLC-MS/MS REMAGIN, e Rz 2 PIARTEIES 1
o G5 SEM 1E 0.25~20.00 pg/kg JEHENARMICR RAT, MOCREOKT 0.999, LA, kot 58, ke,
ARARANGE 6 LAY A BR R 0.25 pg/kg (SIN=3), EmFRN 0.50 pg/kg (SIN=10), JHBRA T 246 1 BR Ky
0.5 ng/kg, ERFRA 1.0 pg/kg, MXFRERZEAKT 5.20%. S5 SEM &, WUAHSREAE, LA SEM
FEPIFESIEAALEAE, 1F5crh SEM F2UIGESIUAMF1E. &8 AR B R . HIMLr, THT HAYH
IRARIZHA R RDIEA SEM 8 il . AR AR FZZUh SEM MAEEIEAS S & it A e E R 25 R
KRB B R BORAR RS- AT, R

Quantitative determination of semicarbazide content in different tissues of
Macrobrachium nipponense based on ultra performance liquid
chromatography-tandem mass spectrometry
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ABSTRACT: Objective To establish an ultra performance liquid chromatography-tandem mass spectrometry
(UPLC-MS/MS) method for the determination of different forms of semicarbazide (SEM) in different tissue parts of
Macrobrachium nipponense. Methods After washing with 66.7% methanol solution, the samples underwent
hydrochloric acid acidification and hydrolysis, followed by overnight derivatization of 2-nitrobenzaldehyde. After
adjusting the pH value to 7.3-7.4, it was extracted with ethyl acetate. The analyte was qualitatively detected using

UPLC-MS/MS and quantitatively determined using stable isotope internal standard method. Results The SEM
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exhibited a good linear relationship within the range of 0.25-20.00 pg/kg, with a correlation coefficient exceeding

0.999. For 6 tissues (muscle, head shell, back shell, head foot chest, eye handle, and gills), the limit of detection was

0.25 pg/kg (S/N=3) and the limit of quantitation was 0.50 pg/kg (S/N=10). The limit of detection and limit of

quantitation for liver and pancreas was 0.5 pg/kg and 1.0 pg/kg, respectively, with relative standard deviations not

more than 5.20%. The shrimp shell possessed the highest SEM content, while the muscle exhibited the lowest

content. SEM in muscle primarily existed in the free form, whereas SEM in the shrimp shell predominantly existed in

the bound form. Conclusion This method has high sensitivity and good reproducibility, and can be used for

quantitative determination of SEM in different tissues of Macrobrachium nipponense. There are significant

differences in the morphology and content of SEM in different tissues of Macrobrachium nipponense.

KEY WORDS: ultra performance liquid chromatography-tandem mass spectrometry; Macrobrachium nipponense;

semicarbazide
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W 2 B FLARH T 3o A B B R R A 9 0
P, P S G BRI sh Wy 3 5 Ak ki ek
24, LR (semicarbazide, SEM)J&— Bt e/ N+
G, AR Rk IR PE AR AR MR N AR E B I EE AR A, —
LA A A S S 1k I G b ) R A A Y R T
1995 AEFHLE K 2GR I E B W, 2003 4EATK
7 it R RE R T 2K 24 49 R LA I B RS BRECY, e [ A 3
W 2002 4R CCE TSI AS T 24 R LA Ak S i 20 )
HRORIL S R P A A R AE A b s R A 1 AT

H 7 ¥ #F (Macrobrachium nipponense) X # ¥5 #F 2 ]
HRE S JE + 2 H (Decapoda) i BF Bl (Palaemonidae) i3
IR J& (Macrobrachium), &3 FERK I EELEFIFRZ
P4 CREf GRS ) A, 2022 AT EF IR
B Ry 22.6 7 1O SR, FEFR KRR A
b kB, HATRIRE) SEM BARIL G A w 2e M A5 —
Sefff sy, KR B EE 100%!1, X 44 H AT IR 2
WA R T EE, SRkl E RETEHK,
X, #SRMZ IR, SEM RIETIZ, BT AV
UMK ob, A 2R B SRR . SN RSER AIA N L
i rp A 0 S B SR B A A B Mk o g G A 2
WIS R AR i SEM AYARAE ti 47 & 2E . ZHANG %%
FEW TV V6 5 A4 1) = PE MR 7 P, MCCRACKEN 43P
POUCKE 4¢P B [ iR, i i 4523 e i PR S 5 )
ERFISERRIR R, RSP SRS IR | 88 S R #R A
HSEM, Jf FALAMEH SEM i B0 &5 T L 42,
AL SR R SEM A E B S Pk . EAb,
HOOGENBOOM %% % B 72 35K 7 i v (1) SEM LAY
TS MEE G AMAEATERS . A SEM R THAS

T, KAV, MEEES SEM SEIREL S, K
AR, TS h &4 4008 SEM SR E KH
FEEPIFIER, SEHEREPRR S5, QR R A F R
R i, A AESA5 51 58 4 A [R] ARG I 45 SR 22

P FEI 5 T 3 Wy U5 1 rh s Rk i A % R A
WrkaR %, R TERME A S SR AREAR, I
L TR X K i B R DU A v S AR 783 B A4l
-1-2006 K77 i R L S AU R B I 2 ViR
o1 R gL ) 1 GB 31656.13—2021 /K77 5 P mg 5k
WA 2 5% B DI E A G- H IR i e WD
T BT R WL PR 2 2 r i 5 vk e 22 A3 4 8% B A,
MZE YIS SEM Biit, FEAZ% 8 SEM MTEETEA . AR,
KK G P ke A B A VR I R 23
FIF AR P AR AR, S TR o R v R
SR FR I I o) iy Ak B A ) S ) S (R LA A Rl . A
WHFRTEAROEB 783 B/ 45-1-2006 Fll GB 31656.13—2021 £
FER b XSS R S WA BT A TR, WIS R
St BEFR PSR Y B X F A B A S e, (o FLREEE B H AR TR AR
ARHBEFRO P ARFEIEDS SEM kI, RHIGLeE—45T
fift HAVBAR R SEM WA JRAFFE . FAAETE S T A AT R ik 25
TE RGN 42 AR, A7 H AR T 0 AP 0k e v A, B 2 1) A
S N

1 MR5ERE

1.1 #HE5F

SEM bRt (45 99.70%). SEM-HCI-'*C-'°N,
(46 98.9%)(fE[E Dr.Ehrestorfer /A F]); 2-ff Fe 4K H %
(2-nitrobenzaldehyde, 2-NBA)(4#74li, 32[E Sigma 23 H]);
IEEki(taigal, 32E Thermo Fisher Scientific A F]); ZH&
He(Enkal, XEROEAH]);, HRR (AL, 12E CNW A H);
PR A (e, il oA RHA RA R, WeEh
FR(Lgpzti, KR, HlE. LB OTR(AREA,
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£[E MERCK ~#l); “HIETM(ERS, b RELRHL
A PR FD); 15 mL 3R 20 B0 (35 Corning /A #l).
1.2 UE5EE

ACQUITY H-CIASS # iU AH g BB Waters
Xevo TQ B (3£ [E Waters /A Fl); VM-800 Z & g imiE &
PR BRI NS A ), ZHWY-110X50 BUEIRAR (-
VR I AT A i i i A PR w)); T8 ey AL (P ] IKA
v Hl); SIGMA 3-18K =y # B Lo ML (F8 E Sigma 23 H]);
N-EVAP111 &MY (3£E Organomation Associates 2\ T));
Milli-Q Advantage A10 # 217K X (3£ E Millipore 22 1))
1.3 WA
1.3.1 BB, E&H+

{8544 Waters ACQUITY UPLC BEH C,q fa it
(50 mmx2.1 mm, 1.7 um); #:if: 40°C; i#: 0.40 mL/min;
PR 5.0 pL; WAIAKAH A: 5 mmol/L Z R &K%
W(E 0.1%HIR); WA A B: N, BEVERRY
4 0 min (80% A)—2.5 min (20% A)—3.0 min (20% A)—3.2 min
(80% A)—4.0 min (80% A).

SRS HE5E B - (electrospray ionization, ESI),
22 J v Wil (multiple reaction monitoring, MRM)1F & F A=
BHEHE: 0.8 kV; BFIREE: 150°C; B A
1000 L/h; BUAFISHRIE: 500°C; LSRR AS50 Lih;
SRR WS 0.15 mL/min, HAFESEULE 1,

#F 1 SEM 5 MRM &%
Table1 MRM parameters of SEM

ey EWEF  EEBEFN HELHEE  RiEREE
(m/z) (m/z) N /eV
209>166 24 11
SEM 209>166
209>192 24 13
SEMIII;ICI- 211.8>168 211.8>168 25 11
C-"N,

132 #ERERHNE&

H A TH IR R AL F Wi LSS 375 Y, AR 250 R iz [l
SLERE, FRRRRSL A LA k5t . KRR, PR
J . HRAR K BT 7 AN, Fahsi S AR S5 404,
—20°CIEVRI-TT
133 Haman

HRAEARIZH LU, FRBGE A (0.5~2.0 g) T 50 mL
B, A 50 L SEM AR TR (100 ng/mL), i
JiE 50's, FMIA 5 mL FHEV (0.2 mol/L)FI 150 uL 2-NBA
(50 mmol/L), WIE 50 s 5, B TIHEE/KBIRG e
37°CilEEIRY 16 ho

BB OE B IR EE, IAGE & K,HPO, IF K
(1.0 mol/L), V45 pH & 7.0~7.5, A 8 mL ZIRZBE, e
P& 100 s, 8000 r/min E.0> 5 min J5 I FIERFEHZE 10 mL

BB, B EERT 40°0CF AT, A 2.0 mL 5%
FH BV, 2 mL 1F e eI 1 v i 5% B 47, 8000 r/min 25
O 5min, FEFRGT 0.22 pum BEHE, FE0 .
1.3.4  #70f TAF o &304k

53 BIFEHL SEM FRifE TAE W 1 (10 ng/mL) 25, 50,
100, 200 puL 1 SEM 45 T/E# & 2 (100 ng/mL) 50, 100,
200 pL F 74~ 50 mL B0, BRASINEESLSME 1.3.3 2
BREAE, K72 B0 13000 Bl ph 28 1 o e v S AR
Y2 025, 0.50, 1.00, 2.00, 5.00, 10.00. 20.00 ng/mL, P
Frvgs i W B 5.0 ng/mL.

1.4 EEALE

SEESHAR YT R Waters 8 Masslynx 544, Firg ¥
WSEIGYIRA 3 PATRZ T, K25 R LT HEFRR
oz I 43 B R N BR 3%, A X TR0 IAC 238 (%) R (DT8R,
PL P<0.05 RN EA BEH R

AERT [ A 28 =Chin A 25 5T o [l 545 38 7 ) Jo 174 6 1
FR/ANAREE BT rp [ 20 P bR 4 S5 108 W T80 AR )/ AR A i [+
S5 P 1l TR0V VR B A ST A 06 T R PR AR B ] A vk

JE B A S N AR BT I TRT AR ) < 100% (1)
2 Z#ERESH

2.1 FEEHsImL

I 1 mL Y SEM #RdE TAER(200 pg/L)F1 1 mL Y SEM
PR LR (200 pg/L), #BE 1.3.3 B BAb B EA T 2 mL
FERLI T o WRHL 250 pL #f ik T RS &, LAmshiE
S, EoeE MS BT ke SEM i SEM 4
VAT R, T TFIRS L, TR MS/MS
BT AT F & F RaiEae b, B 1 hAEHFLEE R
24 V 4T, REEAEN 11 eV I, SEM fii2E R8s T Fn
FEFEF AN
22 HRALIEAERNL
22.1 #8 SEM M ke hik

BT SEM 7 H AV MRMA A2 I 25 A RIS G A8 Wl
JEZS, HWF5E SEM 72 H AR MR Y 1 20 A0 48 5, o5 A )
WHATES SEM 5. B TS SEM 5 TUEML, FI7E
TRURRE S AT BT R A B N Tk A . R R A TR
B, FEPBRIEF T, ARSI T H R LB
WRRCR, 2R BR, BNUARRRERERRTE, vk
2y 15.3%1 SEM, £ ZFEHIR IS, SEM & S ifid
%y 32.6%, AT UL EEEA LA B iR SEM 1)
R IR I R R RV ). LR, AT He AR
TIATHE 5 min AR 5 min AR TEE 720, 48 66.7% F i A
WG, PR TG RO R, T R 2
53.7%0 SEM, AMFEESIREE 5 min BFE 0. BJA,
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AWFFTIEI 50% P KRR ). 66.7%F BKIER (T
£, TS%HEKEROTE =) 90% H BKIE Ry 2 04)
B 100% H B TR (O 48 FONME R TRPEIA T, Bk By 7
HE 5 mL, FipET5 R 2000 r/min #RHE 5 min, FGEREL
A3 LR 2 KR 3 IR HRTIGRZS R IR 20 WLAAE S 2
HR TIPS, 5 eI S RE R 2IVE BT SEM BUSUR,
Hoh F E IR RE T e, FTUEIEZY 53.7%0 SEM., il
A 2 RIIPE, R R RSO R, A5,
BEMEUENLZY 61.9%I1) SEM, i 3 k¥gk, HE—.

2000
l”j( 127)/( |:|3Yj’\
SR AZGRBSEMIEIR e,
1500+
. g a
%mm- b
b
23} a
500
0
FHE— FHEZ HE= FEN  FERL
WIS

TE: AR TR AR A B2 R, P<0.05, T
ML IR DAL AR TE R 20 e, B M
R TE S R E ) SEM I T FR(1601+59)
B2 ARG RENUARE ST 4SS SEM (17 1 (n=3)
Fig.2 Concentration of bound SEM in muscles after different
prewash programs (n=3)

R R IR R F, RZYRRVEI 62.3%11) SEM.,
LEE RS AR, AUFIEIN NI Z(66.7% F BEK
WOWE 2 VOB, gt . 20 . W AREIE 2
SEM Mt
2.2.2  pH * Ko 2 B4 %R

pH X SEM il gys2miR K, 75 SEM B4 Il i 78
H, GEALIR & pH P, —ROKfER, AT
HFF SEM FEMAZEGYKM, ZREDGIR, pH K
7.0~7.5 BT R F 2R R I ZE T S I 2 AL 204 SEM
FREE N, — 48N 5 mL $572(0.2~0.5 mol/L). i FHF5Er
A LT BBER CaCOs, Al RESNTERIR = A BIMNITERE, W

MK . T fRERSEH SEM R R i e A R 1R

W, LLHASTBARAERSE R 3L 45 8 20 SEM PHM:AF &,
R EIN 0. 1. 2. 3. 4. 5. 6. 7 mL #:2(0.5 mol/L),
LR N () R VAS i XA I 25 SR i s, 255 WL 3. A
B 3 Raf A, M4ERE2(0.5 mol/L)F &N 4 mL if, B
AT LRSS SEM K A 7538,

PLHZASTRAF LA R EE Bl 4 8 41 SEM BHYEFE S,
FE & 58 K R A AR FR, kWO AS [RHR LS K HPO,
(1.0 mol/L)REAE /K figt =4 pH, #E1 ML SEM il ik
PRI AEAEE pH, 7EARLFR 783 5/44H-1-2006 F1 GB
31656.13—2021 W, f5fE pH N 7.0~7.5, 1£ GB/T 20752—
2006 CFEA . AP0 AR L REHEARK ™ b il SR iR
BRI E WO (- R TR ), fefE pH A
7.4, WE 4 AT LIFH, 24 pH 7F 7.28~7.38 Z[i], A%
BUSCR T dt
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Fig.3 Effects of hydrochloric acid on the hydrolysis process (n=3)
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Fig.4 Effects of pH on the extraction process (N=3)

2.2.3  #BHFR ST A G R

Al #2349 20 45 -6-2015 Fil—SEfff 57 2829 i O
il B 1k I 2J 24 4 %o Ol FRABURR, A S0 06 A R v T AR ok
Hoo R TS EEEXT SEM A A5 I, AS B 5 KA I 2ok
AN 5 BB, aalmds . firdfe . R AR,
EL, HhfrAafba maemEs, Hae 4 S Bik &
e, BTk R R R 40 B S IR AR LY Uy ik,
WG FERE B WA 2 s, Hh AH SRR, EHE
FXFRRZH R G. ZS EEINAR LI S5 R LK 5, S
BT ARG 4 S TR EL, OGS X S 5 Y IR 2R
R A K,

F2 BXTRE
Table 2 Light avoidance process
i L7
A Y

B

C

D
E(XHE4)

TE: Y FORAR#E, N

B EK R

zZ Z Z < =
Z Z < < =

Hlz z 2z z

NS i) il

5000 ns

4000} - T

3000 -

2000 -

SEM (5 pg/L)iJU i fR

1000}

0

A B C D E
415
T ns FoRdRIABA BEVEZE S, P>0.05,
&5 HEOEXS SEM Ml 1 R0 (n=3)
Fig.5 Effects of avoiding light on SEM measurement (n=3)

oy 225 TR BT SL R I E I, AWFFOR SEM AR
HEih B AR ER TOLMh . Z AR SEM AR #sin
FNEEFT Y, YEESRAIE, SEM EFET R T LT
AEAE—FRECER G, A DF R PEAE—HE 15 mL 2.0
B, P 100 pL SEM (100 pg/L)bRfEiE#, KL
THOET, ARG 560 SEM. Z55R 1A 6
7R, 24 SEM #5% TOUI T — Bl 5, Houdrm FREAE 3 5E
TFREJE BT, B 90 min B, WETEBUAFIEAL, 2
NIRRT 15%. Uil SEM TEFDE RS T 2 2 B
WG . FESGAR 90 min PAJS, SEM vk 8 47 it Y B i) 13
TSI BB, 7T BEE R G — L8y 7 R ]I AR
TPET SEM. ARISERY, — LU T il A H
Ferh, PR RO 2 PO # . SEM, JEIEARIE
T ) WL TSR 91 oall PO L AN P/ D LD e Sl
(ELRATI N 1238 S Y ELHE IR

4000 ¢
e HR 2 *

jutg o o

& 3000} .

Kt

= sk sk

—

= 2000 f .

< etk e sokk

= I

2 1000 H H oy R H
0 m
XHEZH 10 20 30 40 50 60 90 120 180

RS ] /min

TE: SRR, *FoR B AT 225, *** P<0.001, A,
K6 JEHARTE X SEM ARifi bl B 52 (n=3)
Fig.6 Effects of light duration on SEM standards (n=3)

224 RFEE

B T QAR K A 7 LR (ERe e 4 T S W
Az TR R S B IR R A B A AR R, pl P T el A
VR JE Y 5 55 B bR AL A 4 4 v Ao A rhORTES Al R |
Y, ATFFE R MATUSZEWSKI 25508 7 v 82 5L i
SN, RIS AR B A28 1 8 I AR 0 4 i 5 3
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BIAH R A R R, T e SO U T R L B (MF)YE S 2
2, MF>1 i, ROHE TR, ME<I B, R, @
W MF 7 0.8~1.2 Ju NS, tAHILTE T, W L2,
ATFFELAZS AT RN IR T T SEM A BE AL
PPAh, 2355 MF {575 0.88+0.09 (n=5)=2], 18] SEM 7&
LR PR S . A, SEM TR AT N T S L TG
TRz, 43%F BN 67.2%+7.7% (n=5), HIt, 7&
SEM (A6 v, %38 >R FH N FRIEL 20,
225 HBBENERBRGH A

AT 783 50 4-1-2006 F1 GB 31656.13—2021 7,
2 SEM SERUKFERTAALIG, TZEM 37°CR A=, &
JE FRRATHEWE pH HiAT LR CERZETN, AT UL IR R 25
W ZEIURR . T B SRR AR BOR E, ASBFSR IR T R
TGS T MZEBCEEE, 4R E T 6 4R, R 0.7,
14, 21, 28, 37°C, W{RAEMSERATA LSS, FMSY pH, Ml
LR TRAERL, FEAH IR HE LA B B8 U S A BRI TEAR NS N 1) 6
SIS T HEAT, T B Vs VR3S S S TR T BN B A I
o S5RE 7 iR, RS s R ASEANR T SEM
EEL, B EARBORBEYE R ATE 20~30°CZ 0], S5 ERIZIE,
TRASIF R s K SE B AE IR B 25°CTF AT

4000

a a
& 3000 o il b
= b
ég* c i c -
2 T
By 2000 +
N
=
8a]
@ 1000 +
0
0 7 14 21 28 37
HTAL PR E/°C

7 FREZIREENT SEM A6 BRI (n=3)
Fig.7 Effects of environmental temperature on
SEM detection (n=3)

22.6 HTAEFBAETHHA

TE SEM Wi A Ak B b, fi7AE] 2-NBA (50 mmol/L)
FVRINEH A 150 pL, HhF HABERRFELZH SEM 1)
SRERE KR, FATH L SEM VR EE T LA EIECA ne/ke,
HEFEHIE 150 pL fATA5(50 mmol/L)AFR IR & 2
%, LA A F5 00 (AR S SE 5, LU SEM AR, Bl
500 pg/kg MIBAMERE S, HIKERN 2-NBA (50 mmol/L) 25, 50,
100, 150, 200, 250 300 pL, #5h FALRTIAFRBRL 200 pg/L,
AR 8 Bz . #4514 300 uL AT ARG a4 Jg %t IR,
MATAERIGIIEA 150 uL B, SEM @0 3R I e,
MK 200 pL f5, SEM AN R 30 B mi(E, dkSRasimn e

F i AR TE B B A 25 5 o R AT AR A ol R SR i i
A, PR RO AR B R R A, XSRS A B
BOME AT S, ALK 2-NBA FE il 100 mmol/L, %
100 pL, R HLIEE I — B AR I A s

150000
B’ ns S
= 120000 } L
Ry *
=
[
= 90000
=
é 60000 | ok
sdkokok

Z 30000 | ’—'—‘ H
[ 7] dkksk

o LT

20 50 100 150 200 250 XiHE4E

50 mmol/L 2-NBAZRHIE/uL

e 5XHRZH(300 pL AR RIS ) A L, R B 2 R,
*P<0.05; ns FoRAEAG W E 2R, P>0.05,
5 8 2-NBA W) SEM #aill i 5% i (n=3)
Fig.8 Effects of 2-NBA additionon SEM detection (n=3)

23 FAEHERMITEN

W HARER T RILA L Skoe, Foe. e AR
RV FNEE 7S 2HZR, 4350 iEA T S SEM AN 2 SEMI I, 1
ANHA B EINTAT, SRRV 78 H AR IR S 4514
LU YRR L SEM, £ 2H ZURE i At N AE X AR M D 22 (relative
standard deviations, RSDs)7£0.15%~5.20% 2 [d], #tt[EIRSDs
1E0.57%~7.25%2Z [ o 141 H AVE IR 25 4 2L P 1 SEMARIE &
i, PUIAR sy 02X, SEAT SRR A, BNk BE KPSy
1.00~150.00 pg/kg, SEMIPFIAETES3.4%~112.5% 2 [A], H
W ARAT5.20%, BAREE R ILR3MFERL, DL EPRA R«
WY, ATy ILRUERREE | KGR B E IV RAT, £F6 HAE
IR [ 412U L SEMAE 25 SEMAT T ZE3K

*3 HABIFFAEI4ALA 2 SEM fMFREIYLZE K RSDs (n=3)

Table 3 Recoveries and RSDs of the total SEM content in
different tissues of Macrobrachium nipponense (n=3)

ML WHER/e AR R/(ug/kg)  FIHEIKLEE/%  RSDs/%

2.00 95.7 3.12
WU 2.00 5.00 96.9 2.17
10.00 102.4 0.45

50.00 912 3.20

S 2.00 100.00 92.8 2.19
150.00 96.6 2.30

50.00 104.0 1.18

He 2.00 100.00 929 0.66
150.00 932 1.04

20.00 100.5 430

KM 2.00 50.00 102.1 1.91
100.00 107.3 2.00
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R 3(4) # 4 HERBIOARALHHFES SEM MIRE R K IFZE (n=3)
. . - ) Table 4 Recoveries and RSDs of the free SEM content in
48l WFEREg bR/ (ngkg)  PHIRIERE/%  RSDs/% different tissues of Macrobrachium nipponense (n=3)
20.00 109.5 3.87 A4l HUEER/g  drE/(ug/kg) CEIEICR/% RSDs/%
R A% 0.50 50.00 104.4 1.43 1.00 89.4 2.21
ML 2.00 2.00 92.7 1.87
100.00 96.5 1.08
5.00 93.8 1.65
10.00 105.3 1.35 5.00 102.4 4.23
i 0.50 20.00 103.9 0.42 K5t 2.00 10.00 110.4 2.17
50.00 98.0 015 20.00 105.0 0.39
: ’ : 5.00 111.0 1.72
- 5.00 86.0 1.35 Hot 2.00 10.00 98.5 0.23
1_
! 0.50 10.00 89.9 0.49 20.00 94.3 0.48
i 5.00 92.6 2.30
20.00 89.7 0-86 SHEM O 2.00 10.00 90.7 2.11
20.00 102.3 1.52
i e i 5.00 112.5 5.20
£ 0.25~20.00 pg/kg 3 PN 5 0 A b (A 2 R A 2R 20.00 99.1 1.22
XZ, BIEFTFEN Y=0.445397X+0.055834, r* KT 0.9991, 5.00 93.8 2.39
BRIBGEFRELE 9, WA . ki, T, KEM . MR i 0.50 10.00 107.6 0.83
. . - 20.00 102.4 0.79
FIHE 6 LU 7k B BRA 0.25 pg/kg (SIN=3), iR 500 $34 4
} 0.50 pg/kg (SIN=10), JHERBERRM 7 ER HBRN 0.5 pe/ke - 0.50 10.00 023 |45
(SIN=3), E K 1.0 pg/kg (SIN=10). 20.00 87.5 2.93
1.12
2.33¢5 211.8>168 (SEM-C13-2N15)
g
gg%
025 050 0.75 1.00 1.25 1.50 1.75 2.00 2.25 2.50 2.75 3.00 325 3.50 3.75
484 B[] /miin
27665 112 209>192 (SEM)
iz
R
=
025 050 0.75 1.00 1.25 1.50 1.75 2.00 2.25 2.50 2.75 3.00 325 3.50 3.75
1 B B[] /min
2 4265 L12 209>166 (SEM)
R
pg

I I

o

-

025 0.50 0.75 1.00 1.25 1.50 1.75 2.00 225 2.50 2.75 3.00 3.25 3.50 3.75

{5 B4 Bist 8] /min

K19  SEM ARifE TAER (5.0 ng/L)AY$REGE T K
Fig.9 Extracted ion chromatograms of SEM standard working solution (5.0 pg/L)
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