B3 A LB AR A 3
R, FAR

(JMABERAARASE), T % 71 510530)

WE: i OPSI-HESI X A LB RAR A AT IR, 10pg/L A HLBE AR A % H Frig
CRURR. SRR AN =M. SRimss. AR MERIEAMAT 10, ChEZ
R f) 5 B SR (S/N > 10D, FHREC i (147G HLBE R AR K VA AE S 3R TR RS SR BN 10pg/kg
AESINbR, FHBHERR T CRARE. SRR R =P, DRmRsE. AR 1%
HAREASELL AR T 5, SR i 2R (SIN>3).

KB AHUBE IR

RE A HUBHR AR (o ioem . SR, (RBLRE. Ao . SRR, =R, FURE.
FAMBERI T BB E OPSI-TOF 4 1 F XA HUBERE SN AT AL A7 % 52, 7 £ 2 75 ik 5
10ug/keg HOATHUBEA 255 6 IO 0 b
1 PR
1.1 SLIOHE &
SF PR AT HUBERRIEE 5, FRR B T (3 0 T 2«
%1 ANSRERSEETEES

=2
& BFR BUEF @) FEHRFEEE(m/z)
_I.:a"
H IR [M+H]*; [M+Na]"; 214.03027; 236.01224;
1 CsH1,NO4PS
o) [M-CHsN+H]* 182.98807
[M+H]*; [M+Na]*; 230.00743; 251.98940;
2 KR CsH1,NOsPS;
[M-CHsN-+H]* 198.96523
Ah
3 CsH11N2O4PS;3 [M+Na]* 324.95163
T
= [M+H]"; [M+Na]*; 314.07280; 336.05477;
4 C12H16N303PS

ik [M-C4HsO,PS+H]* 162.06672




i [M+H]"; [M+Na]'; 331.04386; 353.02584;
5 C10H1906PS>

Tt i [M-CsH1204S+H]* 126.99825
NN

6 C12H;5CINO4PS; [M+H]*; [M+Na]* 367.99466; 389.97664
iz
A

7 CoH11C1NO3PS [M+H]"; [M+Na]* 349.93408; 371.91605
W
g

8 C4H7C1,04P [M+H]"; [M+Na]* 220.95370; 242.93567
=
L qE]

9 C4HsCl;04P [M+H]*; [M+Na]* 256.93037; 278.91235
L=}

T hIAs B A e 4238, MK SR 37°K 8

1.2 SLIOANER

OPSI-TOF-9(L); ¥AHEIEE: EX-1700s-HPLC;
1.3 LR
1) ZE: 100ul/min; FBHAH: HIEE
2) HEMI: ESI+, HE: 4000V
3) FHAUk: 035MPa
4y HFFEINREE: 240°C
2 SRR
2.1 FHUBHR AW RS
1) Img/L A HIBEHEFR KB
M 10mg/L A HUBHR R R EL 200l 2] 2mL &)+, HKE 2205 .
2)  100ug/L A HLIBERFR KR
M 10mg/L A HLEEEARE R A2 E 20ul #) 2mL 8T, JHKERRNZIE.
3)  10pg/L A HLBERFRKER
M 100pg/L A HUBE K -H A2 B 200l 3] 2mL REHM S, FKE BBZIE .
2.2 AESERE A INARAL B AR
W SRS B IO TN IR o FREXZT 0.5, I F BC 1 (10 HUBEIRAR /K VA T 0E SR 1h

I HE S AN B AR S AR CFE SR BEA 10pg/kg 20pg/kg S0ug/kg AT 100ugkg), 2RJGE



FEILRMRAT S, TERT, SWREEBOTATRE, RSP RER T A, £ 8 /AN EA

OPSI #EATIR, WHE 1.

1 AR h B BER AR KB R INAR

2.3 BARBIET
1) CHEREEN 100pg/L FT 10pg/L B HLBERAR K& B A OPSI-HESI & IR ATRI, &K
HERE RN Sul, 0 SR SE A A £
2) ARSI _E ERRE ] OPSI-HEST B PR BEAT RN, 10538 SEOe $dm A ..
3 LR
3.1 100pg/L F1 10pg/L B HLBERIRE R I LR 45 R

S BIHGHRE R SuL 1 100pg/L A5 HUBHEFRE TR 10pg/L A HUBEHRARERGEAT
OPSI-HESI f:ilf, it 100pg/L A1 10pg/L A HUBEEARE RS H i ik B & 2. it
PREUE H ARV RORAE B T8 (MIC BD I 3. KIRIEN 10pg/L 1A HUBEE AR H % H
B 2 BRI B - U mie) SR A7 B 25 i T H SR AE R, IR =, A A M LL
KT 10, CWLFTERERER (SIN>10).

100pg/L A7 BRI i P 8007 10uQ/LAT LR b UL
3000
2500 600
[ Ao Na*
23601220
2000 [RUFftNa]
> CRAboNa] > 23601220 A Na]
G 324,95576 % 4004 | auew7
e < (RNl
o 15004 (PNal 98 33605425
< (45 H+Na) 33605425 RS 'mmvmmaj'
= 25199357 y - |
5N
10004 200 frpv |
(1 fk i+ Nal" L ¢
ssssssss
500
[HRA A +Na)'
‘ ‘ | anoren 0 Ak L‘l " Jﬂ bkl \” I .\u Lu‘h
0 [ ST I A A AT
T T T T T T T ] T T T T T T T |
80 120 160 200 240 280 320 360 400 80 120 160 200 240 280 320 360 400
m/z m/z

2 100pg/L # 10pg/L BHBERARS R RIEE



7000 100pg/L A HIBHEARIE BMIC &
2000 10ug/LAHIBHEFREBMIC

6000 —— m/2389.927-390.070
—— m/z367.932-368.028 ——m/2380:827-390.070
—— m/2367.932-368.028

—— M/z251.938-252.066 —— M/2251.938-252.066
—— m/2229.966-230.056 1500 4  m/2229.966-230.056
—— m/z198.934-199.008 —— m/z198.934-199.008
—— m/z335.982-336.163 —— m/2335.982-336.163
—— m/z314.026-314.138 —— m/z314.026-314.138
—— m/z162.040-162.085
—— m/z235.957-236.081
——— m/z213.997-214.065
—— m/z182.928-183.043

—— m/z162.040-162.085
—— m/z235.957-236.081

m/z213.997-214.065
—— m/z182.928-183.043
—— m/z324.864-325.090

1000

intensity
I
intensity

2000 4 ——— m/2324.864-325.090
m/z352.958-353.100 m/z352.958-353.100
m/z331.010-331.108 500 —— m/z331.010-331.108

1000 ——— m/z126.920-127.104 —— m/2126.920-127.104

N=———
o4
T T T T T T T T T T 1 T T T T T T T
60 62 64 66 68 70 72 74 76 78 80 120 122 124 126 128 130 132 134
m/z m/z

3 100pg/L 0 10pg/L HHLEERARRE MIC

8007 10ugILA HUBHIRFRY L& FEFIAS 3 140
1004 EHEL 35
" el s ﬂ%iw 'Si
0 Lode L il J J L.“'u ZZ_ i
4 10pg/L BHLBERIRARIGERLL
x2 1opg/L BHBSERBREEHIS FRERLER
B it FEAMER TIE WNE (88%) S FTAMEN fE R EES/N
AR R 236.01224 450 4 112.5
KRR 251.98940 160 3 53.3
RN 324.95163 180 5 36
= e 336.05477 130 4 325
RN 353.02584 240 6 40
PRA R 389.97664 80 4 20
Ed 371.91605 / / bR O

it/ I=su |

~

FEEss 242.93567 /

E R 278.91235 / / et

3.2 AHBHEAR BRI &K 10ng/kg FIAESEMARE AR
AT R 10ng/kg HHUBHEARAE SERE BT OPST ICRAE AT RAERI, it 40



PRS2 (I BUR WG MU R8O it by 3 b 80amu $1] 400amu - [] fr Jf 15 I 25 4
FORHIE RS 1 MIC [, WIS, wT LT R AL BER AR VA VAU 45 (KRR R AR IR 2 10pg/kg
(2 SRR A LB & H AR AR EE o % H AR E ERHIE 25 1 U 1015 5 0 L M RIS R L
TR, WK S EIE 10 LER=.

10004 HESERE SRR (FE IR N10pg/kg) MICHE
1600 ATHBFERIE (10pghkg) KPS —— mEsgzr3R00m0
1400 4 —— m/z251.938-252.066
——— M/2229.966-230.056
1200 —— m/2198.934-199.008
—— m/2335.982-336.163
1000 —— m/z314.026-314.138
S —— m/z162.040-162.085
> 2 500 —— m/z235.957-236.081
& 800+ 8 — mIz213.997-214.065
] (SRR Na] Nl E —— m/2182.928-183.043
£ 600 o120 353,03 - —— m/2324.864-325.090
\ Lot LN m/2352.958-353.100
400 ‘ [336,05425 | {4781 +Na)
(15 e Na] [ seagrere
|
200 * 251[9357 | |
|
ot L i T O S \L‘ u "m‘
T T T T T T T !
80 120 160 200 240 280 320 360 400 T 1
195 20 205
m/z
m/z
[&] [=] - it [& 5
4 BHBHERMER (1opg/ke) FiLEF MIC
300 GURBFER GG (10pgkg) 55 H)E 3007
250 250
200 [L5R S+Na] 200
236.01220
> =
g 150 2 150 SRR 18 N3
QO Qo
2 S
100 100 |
50 50|
0 T T - - T 1 0 . = I = T - T 1
235 236 237 238 239 235 236 237 238 239
m/z m/z
= = — =5
5 SRRERMAR (1opg/kg) fEEEEL
100 SRIRBESIER (10ugkg) {5530 100
90+
80| 80
70|
60 LR R+Nal* 60
> 251.99357 >
% 50 ' % SR 6 2
E 404 T 404
30
20| 20
10 |
i
0 Aol Wu‘h,uww,\guu‘\\w,_h YT | P U U T, | T EIT EP YO J
T T T 1 T T T !
251 252 253 254 255 251 252 253 254 255
m/z m/z

Be6 FREMMEE (Qopg/kg) SkEEL



intensity

intensity

intensity

intensity

60+

FAMBERE AR (10ug/kg) 155 TR 60 -
50 o
R ib#+Nalt
404 324.95576 40
>
7 2 AN I 56
2
204
) ‘w"[ﬁ\j S 04 ,"n Y n .
327 324 32‘5 3é6 357 358
m/z
7 FRIMEESRIER (opg/kg) {FEEEE
1607 SIEBERE SRR (10pg/kg) 155 B0 1607
140 4 140
i [=MR+Na]*t |
120 336.05425 20
100 -| 100 -]
‘ 2>
80 | 2 s SR 1 3
604 § 60+
40 40
A
209 | 204
NS ‘ N
0+ T — 04 T T = T =
335 338 339 335 336 337 338 339
m/z
8 =MREHESRMAR (10pg/ke) fEREEL
809 TR S AR (10ug/kg) 80+
704
60 - [ h A BE+Na]* 60 4
353.03205
50
2
404 ‘ % 40 R (6% N5
]
20| H. I ( 20
‘\ | UM\‘ \ i 10+
W : ’| “‘\ I [y
L e ) [ACRNY ol - )
352 3%3 3%5 3%6 362 3%4 3%5 3%6
m/z
5 = 5
9 DNmBHEmMER (10png/ke) {SRREE
RATERERE SR (10pg/kg) 1755 3IE
140 140
R BRBE+Na]*
1204 389.97670 1204
100 100
>
80+ = 80+ N )
% ARRTERE 2 (1635 v
60 -| € 604
40 40
20 | A} \I W‘ ,\ 20
Y Yo I Yyl
o4 / AT \W“ =y WW‘ il ‘\n/\wv\J 04 o )\
; ; ; ) ; ; ; i
389 390 391 392 393 389 390 391 392 393
m/z m/z

B 10 REFGHEHERMEE (10pg/keg) EHEEE



®3 BNREGRBREEFERIE (opgkeg) TEFHES FIRIFRILER

b i FEREEFIE WMNE (BF) S ZTHREN LA
EURR 236.01224 176 3 58.7
IR 251.98940 52 2 26
ZREIN 324.95163 42 6 7
— 336.05477 114 3 38
B E ROk 353.02584 55 5 11
PRA BB 389.97664 112 4 28
REAEMA 371.91605 / / P 2 i 3
GRS 242.93567 / / P i
L ERE 278.91235 / / bRy it

4 PSR

1) @ik FH OPSI-HESI Y5 X A HLEBEFR A AT I, 10pg/L A HUBERFR AT 25 H AR
CRURR. SRR RN =M. SHmimh. R MEBRILERT 10, TR L
JR R s BER (SIN>10), FLrh [R5 A08 . SO R s Ahs ) O3 11 S 80X = # 46
ARk H o

2)  FHECH AT HUBEIE bR /K VA VRE S R T R R SR BEA 10pg/kg IIAESEINFR, AT HLBER
bR CEURSE. SR I, =PeBl. Sk, R 1% BRI ERIEART 5,
CLIl R T R (SIN>3), Horh R REAEM . SRR A A S 5 Sox =
HHBAR AR H o
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