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2.2 VAR I %A

— 0.1%H /K (A %n‘aﬂ% (B) , BRIV
it
g 0.3 mL/min
NPy Waters BEH C18(2.1*¥100mm, 1.7um)
R R, Sul
FER 40°C
LC % B4R 7min
Time (min) A (%) B (%)
0 90 10
. 4 0 100
Tof 5 702 5 0 00
5.1 90 10
7 90 10
AT ESI+
FHAE 1.4L/min
EHFRME 4L/min
MS %44+ RS 2L/min
EIEHN IR 500°C
filf <R = 0.45mL/min (5.8e-3Torr)
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’ T (kawEk  SETRE FEIFE  nENA WARE  WHRE  OWE
1 [EEEEEETE L 337, 25 322.25 0.06 50 22 Unit=Unit
2 ;L‘ﬁEé’ii’n 334. 15 318.28 .D 06 50 41 Tnit-Unit
3 F%@,?Léﬁfi 331.15 316.28 .0. 06 80 20 Unit=Unit
4 E@,-}Lﬁﬁﬁ 331.15 239.15 0.06 50 38 Vnit-Unit
5 FERE 329.25 313.28 .0 06 50 33 Unit=Unit
6 Jend 329.25 208.15 0.06 50 50 Vi t=Uni

FEBTACEE 77V BARS % (GB/T 19857-2005 7K 72 i Fh FL 48 0 4 FN 45 o S5k B = 1y
E) o

3. &8

3.1 LA R
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FLERH: &ikal ERTERAE 51a, FRATER
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0.5ppb-2 ESI+ TIC CV:50V CE:38V FLEEH MRM:329 25->313.25
#aH 234e4 cps
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3 fLE a4 E BRI (Ing/ml Hori FR L A 28-d5 M AL 47 28-d5 240 6ng/mlD

32EEMH

53 A E 0.5 ng/mL F1 5 ng/mL AN [FREEXTHR S, 23 AIFELSEHERE 6 Ik, 5 5 0R B I [A) A1)
N ES M, ERNTHUR.
0.5ng/ml B M. L FH IS [RURTAE X M 2 1) RSD B4 AITE 0.10%-0.14%A11 1.84%-3.37%



 mEeffR | Red#mEsd | d#gwsmd 0 | = e %
HIRS i ERE |RENE| mE | HERE | ReE6E Ul VWERE | #2608 | R (RN TRl U | ECRE | (REEdE | e |4ERdeR | EREEE | HERE
1 §5200724001+1 |FLEERPE 4.06| 18014.02 6.00 3.12|1105672.00 6.00 4.09| 38835.93 2.16) 50.84 0.52] 3.13| 55221.65 0.05] 54.92 0.50
2 \ \ [ 55200724001+2 I ERHFH 4.06| 17383.17 6.00 3.12| 1091009.00 6.00 4.08| 39474.49 2.27| 51.10 0.55] 3.13| 55503.95 0.05 45.84/ 0.51
3 55200724001+3 &R 4.06(17182.17 6.00 3.13|1118430.00 6.00 4.08| 36886.03 2.15] 36.34 0.52 3.13| 58920.01 0.05 51.10 0.53
4 \ \ \ 55200724001+4 FL &R 4.06(17701.40 6.00 3.13| 1125776.00 6.00 4.09| 36838.89 2.08] 44.53 0.50 3.13| 58337.56| 0.05 49,34/ 0.52]
L §5200724001+5 |FL & REH 4.07|17096.41 6.00 3.13|1106234.00 6.00 4.09|35846.98 2.10 43.12 0.51 3.14| 56935.13| 0.05] 48.04 0.52|
6 S5200724001+6 |F| & HEH 4.07|17395.89 6.00 3.13|1140600.00 6.00 4.10|36245.87 2.08] 37.49| 0.50 3.13|57987.51 0.05 45.54 0.51
Min 4.06| 17096.41 6.00 3.12|1091009.00 6.00 4.08]|35846.98 2.08; 36.34 0.50 3.13|55221.65 0.05 45.54 0.50
Max 4.07|18014.02 6.00 3.13|1140600.00 6.00 4.10{39474.49 2.27] 51.10 0.55] 3.14| 58920.01 0.05 54.92 0.53
AVG | 4.06| 17462.18 6.00 3.13|1114620.00 6.00 4.09|37354.70 2.14 43.90 0.52] 3.13| 57150.97 0.05) 49.13] 0.51
sD | | 0.00] 341.93 0.00] 0.00 17446.01 0.00 0.01] 1461.23 0.07] 6.31 0.02] 0.00| 1530.94 0.00 3.53 0.01
» RSD | |
DL | |
\
Sng/ml B M A BH I A FIAR X e B2 K RSD {H. 2 BIAE 0.00%-0.07%F1 2.21%-3.49%.

HRIER REsERRds FLmsRds Relens Er
[ mmwe [ mess pema| we [wewe|sesE| oes  [wose|eewE] wes [ e e | eema | es [ e e

3 E 1552007240011-7 FLERSE 4.06) 19719.29| 6.00 3.13]1322309.00 6.00 4.09| 374383.70 18.99 38.59 5.09 3.13|612186.60 0.46| 44.29 5.25
2 /5520072400148 |FLEFFH 4.07) 19007.15 6.00 3.13] 1467579.00 6.00 4.09| 354385.60 18.64 48.68 5.00 3.13/631838.60 0.43 53.84 4.88|
= 155200724001+9 | ZLEREH 4.06| 18818.74| 6.00 3.13|1334120.00 6.00 4.09| 364448.30 19.37 46.83 5.19 3.13|610072.90 0.46| 49.36 5.18
4 ‘55200724001*»10 FLERG 4.06| 19158.46) 6.00 3.13) 1435480.00 6.00 4.09| 380916.20 19.88 51.12 5.33 3.13(684097.60 0.48 56.59) 541
5
6

|55200724001+11 |FlERFA 4.05| 20447.17| 6.00 3.13]| 1347633.00 6.00 4.08| 396955.30 19.41 46.35 5.21 3.13[634615.70 0.47 45.74 5.34
‘SSZUU724UUI+12‘}L’£E§§ 4.06| 19458.14| 6.00 3.12| 1420127.00 6.00 4.09| 371131.80 19.07 48.36 5.11 3.13|649385.80 046 43.27 5.18

Min | | 4.05|18818.74| 6.00 3.12{1322309.00 6.00 4.08| 354385.60 18.64 38.59 5.00 3.13|610072.90 0.43 43.27 4.88
Max | 4.07| 20447.17| 6.00 3.13]1467579.00 6.00 4.09| 396955.30 19.88 51.12 5.33 3.13| 684097.60° 0.48 56.59| 5.41
AVG | 4.06| 19434.82/ 6.00 3.13|1387875.00 6.00 4.09| 373703.50 19.23 46.66 5.16| 3.13| 637032.90 0.46 48.85 5.21
SD | 0.00| 590.79| 0.00 0.00| 60773.47 0.00 0.00| 14550.50 0.43 4.29 0.12] 0.00| 27366.72 0.02 5.42 0.18]
» RSD
IDL

T A AT A5 400 V) A T D0 R0 0 TR A (s 25 B AT
4 25
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2.2 VAR I %A

— 0.1%H /K (A %n‘aﬂ% (B) , BRIV
it
g 0.3 mL/min
JER e Waters 2.1%100mm, 1.7um
R W HERE, 20ul
LC &4k BT[] ' . 8min
Time (min) A (%) B (%)
0 95 5
B i > > %
6 5 95
6.1 95 5
8 95 5
SR IEE R
FHAE 1.4L/min
EBEFRIME 41 /min
MS %4 RS 2L/min
EIEHNIRE 500°C
b <R = 0.45mL/min (5.8e-3Torr)
EME 4.8kV

AN 2 S N EI(MRM), AL S M E 75 Rk H R (CE) 28U TR ik
Rl RO, PIARYE DR B I 8] 70 B 2L 540
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2 RS (o | msam | FMSR | AR || misse OB O g Q5 ®&FE|oss
= Y - o 5 g . s i T FOE—
GEARE FEEGin) SRHEG) BFER FHEE [ WHSNGE SHEPS 0005 |- fupsm BB~ B D
(B s o 5 EST+ R LENEH BETHE FETRE  wEHE EHBE SRR HHE
p1 _209 (13 165.95 004 50 7 Unit=Unit
2 Sm 209.06 192.08 0.04 50 6 Uni t=Uni t
3 sSm-C13 212.08 168.08 0.04 50 8 Uni t=Uni t
4 AHD 249 05 134.05 0.04 50 10 Unit=Unit
5 AMD 249 05 104.08 004 50 18 Uni t=Uni t
6 AD-C13 262.05 134.08 0.04 50 35 Uni t=Uni t
7 ADC13 262.06 206. 06 0.04 50 26 Uni t=Un1 t
8 A0Z 236.05 134.08 0.04 50 8 Unit=Unit
9 AWZ 236 08 103.95 004 S0 20 Uni t=Uni t
10 AOZ-D4 240.05 133.87 0.04 50 10 Uni t=Uni t
11 A0Z 335.06 262.06 0.04 50 18 Uni t=Uni t
12 AM0Z 335 05 291.06 004 50 10 Uni t=Uni t
13 |AMOZ-D5 34005 296.15 004 50 10 Uni t=Uni t

2.3 R ET A

FESLHTAL R T8 BAR S5 (GB/T 21311-2007 ZP0U5 1 € il o Al SR SR 25 ) A 5k
AT TE e B/ 8 TR

3 &R

=t

3.1 LAk R

FH SRR A5 30— Z2 51U B PR A R MR AR U 28 2470847 (Ing/mL. 3ng/mL. Sng/mL.
7ng/mL. 10ng/mL. 30ng/ml. 50ng/ml), %M Bk 77k R, A% B Arin e 25 T kg
T AN 5 ARV B B T I T A 2 b (YD, HARYIFR ARV T B T BE () AR AR, L
HRHCN Ux, KA PARERLE S FbrdE 2 B 1-18 4 Fios . b iR iR s e s 1
EEE 5 BLE Ing/ml ARAEFBOIRE, %8 S/N=10 F1 S/N=3 115 & IR IR HBR, 458
F1 PR, HALZIHR RG2S (GB/T 21311-2007 SHU5 I £ o il L i 2K 25 4)
RUSYIFR B SR 7% = ROBAH i R R RRE ) IER .



A TERRl. FRTHERE Mg ERTHS

0ozs ] ¥ =0.0004x - 0.0003
T 4Rz = 0,999
0.02
Z 0015
% om
0.005 ]
0 ; . , : . e
0 10 20 an i 1) RE
Kl 1 AHD [FIh57E 2%
AMOZ: 7R8I EETRE . EETH S
74 y=0.1167x + 0.0240
R'2 = 0.9997
Z
o ' ; : e
D = = 2 80 mzfnl
K 2 AMOZ (¥ i il 28
AT: TR R TR T d, R TS
89 =0 1360x + 00315
7 qR°2 = 0.99587
=
TE
nz/mL

Kl 3 AOZ [ibnifE it £k



SEM: 7-Als AT REG M RTINS
vy = 0.0767x + 0.0160
1R"2 = 0.9990

03 ' T T T T T TE

o 10 0 30 a0 &0 80 nzfmL
K 4 SEM PR il 28
—— AHD —— AHD-C13 —— SEM — ADZ —— SEM-C13 —— AMOZ — ADZD4
—— AMOZ-D5 6.11e5 cps
100 1 234
20
80 4
70
60
g
'_% 50
40
30 4
20 + \
‘|
|
10 ] ( ‘
L (1l
b I
T T 1 BHE
0 k) 2 3 4 5 6 7 8 min

Kl 5 YL A BRI GIE I (Ing/ml, H A kR AOZ-D4. AMOZ-D5. AHD-13C3.

SEM-13C-15N2 ¥J°4 10ng/ml)
21 BRI A Y G Y IR 2 B R

e AL YE N S/N fH PR (ng/mDD) EER (ng/mD)
1 AHD 113 0.03 0.09
2 AMOZ 1486 0.002 0.01
3 AOZ 297 0.01 0.03
4 SEM 122 0.02 0.08
32ERM

S E 1 ng/mL A1 5 ng/mL A[EKREEXT RS, 0 BESLERE 6 IR, 2552 0% B3 I (] AT



P E S M, ERINTATR.
Ing/ml S P P B IS [ELRIAR XA B2 Y RSD {H 43 A TE 0.54%-0.88%A1 1.77%-3.51%

rRES AHD AMOZ SEM AOZ

' ‘V‘ ; B iiiﬁfi ARRRESIE] | R |AERANEIR: | HECRAE | REEETE| W BRI | VHECRSE | {REREdiE] | R |1ERERE | VHERREE | {REERdE | R | AEREGE | HEERE

1| | v | [ss200720006-1 jjmntny | 3.02| 0030.07] o0.00] 1.00] 244|25070400] 0.14] 101 2062652165 00| 1.02]  324|7234688) o017 101

2| | ¥ |0 [sS2007200062 [EniiG | 2.99|10232.79 0.00]  1.05| 2.42|265132.60] 015 1.04] 293|27172.20] 0.10] 1.06] 3.21|7612553] 0.8 1.08

3| | ¥ | [s52007200063 Enkig | 2.98|10622.22] 0.00] 1.05| 240|268465.40] 014] 1.02] 2092|2602604] 009 1.03| 3.20]75543.08] 017] 104

4| || [ss2007200064 gsmost | 298| ssoo.00| ooo BB 230fzesos140] ous|EBY  202(2s62887] o0.09| 10| 320[7497820] o8| 105

5| v [ |ss200729006-5 jmnim | 2.08|10458.89] o000 1.05|  239[26s632.20] 05| 1.05|  201[25006.86] 0.00] 102  3.10[7500385] 0as| 107

6| | ¥ | 55200729006 [gEnat | 2.97|10646.94] _ 0.00|  1.08|  2.39|261966.20] 015  1.08| 2912580971 oo sa9[7e30z15|  oas| 1o

Mn| | 2.97] 9800.00] 0.0 o0.96] 2.39|250704.90] o0.4] 099 291[25869.71] 009 o099 319[7234688] 0.7 Lot

Max ‘ 3.02/10648.94] 0.00] 1.08|  244|268465.40]  0.15| 1.08| 2.96|27172.20] 0.10] 1.06| 3.24|76302.15| 0.18]  1.08

AVG [ ‘ 2.99[10282.15] 0.00] 1.03| 2.41|262992.10] 0.14] 1.03| 2.93|2651937] 0.09] 1.02] 3.21|75049.98] 0.8 1.05

so| | 0.02| 357.85| o000 o004] o002 637018 o000 003 002 50978 o000 002 002 1434.01] o000 003
» RSD
DL

Sng/ml FEE M. LRI ARG B2 1) RSD {E 43 AITE 0.22% LA Tl 1.68%-3.80%

L H=ER i s AN B ROz | M S RA0Z c—

[V v | | sdEmpr  |ERAk|eEediE| wE |Eiee | e | e WRIRE. 1ERINEEE | WHECRRE |1RESRYIE | MEE  [4ERIWE [ECRE |RREE4E | Wi [(iERPER [ ERE

1 ¥ |[ 1552007200067 |FEENAIE 2.06|31222.31] 0.00] 4.97] 2.36[10s0822.00] 0.62] s08| 2.80|117455.10] 040] s.06| 3.1830408640| 0.71] s.00

2| [w [ 1[ss200720006-8 [gEnig 206[30708.85] 0.00 487 2.36[1108410.00] 0.61] 499|  2.80]124806.20] 043] s5.44]  3a8[306228.10] 07| 497

3| | |l1[s5200720006-0 |gEnieg 206[30017.50] 0.00] 481] 2.36[1131534.00] 63| 59|  2.80]12260730] 041] 59|  3.18[303017.60] 073 511

4| [ e[ ss200720006-10 [guEnimg 205[31888.03] 000 493 236[1122715.00] 061 s00]  2.80]12500850] 041 521  3a7]30005370] 072 504

5 ¥ |1 1/55200720006-11 [fEENEIR 2.05|20870.08] 0.00] 471] 2.36[1116404.00] 061] 498]  2.80]12340850] 042] 533]  3.17]30830150] 0.75] 525

6 ¥ [ 1[55200720006-12 [B4E4IR 205[32518.86] 0.00] 5.03] 236[1111048.00] 061]  4905|  2.80]123500.00] 043] s3] 3a7]302351.50] 072 s01

Min 2.05/20870.98] 0.00] 471 2.36[1080822.00] 061 495] 289[117455.10] 0.40] s06]  3.17[30235150 071 497

Max | 206[32518.865] 000 5.03]  2.36[1131534.00] 063] 519  2.80]125008.50]  0.43] 544  3.8[300053.70]  075] 525

AVG | | 2.05/31204.26] 0.00] 489 2.36[1113330.00] 062] s.03]  2.80[122004.10] 042] s5.28]  3.17]305338.10] 0.72] 508

sD | 0.01) 91612 o000 012 o000 14222700 0.01] o009 0.00] 206689 0.01] 01s| 0.01] 237538 00| 010

»RSD | |

oL | 0.04 049  0.64

R AL S ) R B I [ AN

4 Z5if

W AR IIAE 4% LN, Ko RS

AR AR AT $EHL P EETALBS AR, 8T LC-MS/MS RS HEATIIE -
SCEG T IENGRIE . WA REES, SRR R AU Y ARSI G P 2tk
RAF, MHRKREOIKT 0.99; J7ridhi % AL 4% AP, RBUE R & B K brEER . i m R
LIS JeRe 711 EXPEC 5210 &40, A LG PR b il L ki S AR A 0k BR dE AT R B, HERRI

s A .

ZX



miTl

ECHNoLEog iggmﬂ zi e G5«

=+ LC-MS/MS £ & 3 R H b ZE K K i)
FREE

ZEFE: CRIEER 1031 5 A 45-2-2008)

HhZEKAS (Dexamethasone, DXMS) , X AWK AR K BIPERL, 2&—Fh
B BRI, Re A BOR T SR, BB BB BUORk e R i o SR N S 24
PAER, HOZERNEAE BN AR, (RAES S A& B, B A&, i
HYEREXN N BEHAWRNEREN, HERERERRESEVINZEE . KIS
SERIVEF o R G Al R SGARE, AW 278 B AR (HEZR AN A e ) P
K, E B B IR A B TR HAT M ZE R AA BRI S 21 HIARZGH, RERE 235 5%
CEhPnIE A b 2 B s R R PR ) RS AR SO LPAIRT B A vt 2 K s ) B B P B
& (MRLs) ¥4 0.75ug/kg, FFRET N 2ugke, 44 h 03ugkg. HIt, AxE% (R
#1031 5 A %5-2-2008 ST B it Hh B B J5T A R 28 24 22 ke B R IR € B — R IR
VY, RRNL T AE PR R I i ROROA € — = R DO AR B RS R SO S A DA ZE K A
B B T PR L e U ARSI s

2 SERES
2.1 frfEd . WA &

A ULC 510 s 80U i CRAATCA ool m R 5iae « ek A3t Ress (&
AHITIAE) AR  EXPEC 5210 = 5 PUARAT & B 1A

PrdEdn: HWEERAA (AigL Y, [ WHE g, F20CHKERSF. R O H
M. CROWE. IECHANAONEIES: W)Y LC-MS 2, 2iJ%H 98%.



2.2 VAR I %A

— 0.1%H /K (A %n‘aﬂ% (B) , BRIV
it
g 0.3 mL/min
NPy Waters BEH C18(2.1*¥100mm, 1.7um)
R o MaRE, 10 ul
AR 40°C
LC % B4R 5min
Time (min) A (%) B (%)
0 90 10
. 3 5 95
Tof 5 702 15 5 "
33 90 10
5 90 10
AT ESI-
FHAE 1.4L/min
EHFRME 5L/min
MS %44+ RS 2L/min
EIEHN IR 500°C
filf <R = 0.45mL/min (5.8e-3Torr)
EME -4.5kV

AR ON 2 S B I (MRM), - AL SV I 15 Rlfi HUR (CE) S 2 UL T 3R .




¥, italh ) - [u] X
Xt BER

D & &) | @ | wFE es

HEME

FkER [

wxEe

e s

O maes (oaEst | Biom | FNAE | BAKE | WmEREE HE < I s YT [

DEARE FHaTE iy AFHE G BIES SEE O femiBisn SRapm0 0 |« sipem sl o BE J
b (ahEn BEIRE  FEIAE  wENHA WAME  HARE  SWE
p 1 BEEER 436.95 361.05 0.2 50 18 Uni t=Uni t
2 |[HhEEFAL 436. 95 391.05 0.2 50 10 Uni t-Uni t

2.3 FEM AL E

FESRTACFE 7. BARS % (CRIES 1031 54 %5-2-2008 S35 1 5 A b i B = 2
W) 22 % BE ARG VR €03 — AR BRI V22 )

3 &R

3.1 ZRHEAEE HHFR

H CIERRAR B — R VR B M ZE KA bR #E S (Ing/mL. 2ng/mL. Sng/mL. 10ng/mL.
20ng/ml. 40ng/ml. 50ng/ml),#Z /8 FRT7VEERE, D& HRYI R & & & aBifiEmi o),
bR TR A5 T 0 o Bk P (X) AR Al b, A RO xRN J5 bR i 2k R
B 1 BTR. drdE AR S B TR B E 2 R, BCE Ing/ml ARHEERGERE, 148
S/N=10 #1 S/N=3 T+5LE \mRAK IR, FRNTE 1 Prox. HASLIR IR B2/ (K
AR 1031 5 22 15-2-2008 S B il OBl K2 5T ER S 2451 2 Bk B R MU VROR €0 3 - B IR o
2 BER.

MERL: TR ERT TRl e R TS
14 ] v = 123992 6657x + 1169, 9102
B2 = 00992

12 4

1

Il fE (1096
=
[=5]
1

=
o
L

=]
.

0.2 4

T
L ng/mL

BT TSR R AR v T 25



DSMS-1ppb ESI- TIC CV:50V CE18Y IR AL MRM:436.95-361.05
8.28e3 cps
5.00 min

100 4 257

aLEL:]
5 min

K2 MK RA R E BIRMEIE R (Ing/mD
R 1 HFERHR BASE H R AN E B IR

e &4 Hx S/N fr PR (ng/ml) R (ng/ml)
1 HhZE KR 1054 0.003 0.009
32EEM®

S ECE 1 ng/mL A1 10 ng/mL AN [ FEXRTHR S, 23 D SE3ERE 6 IR, 5 2 OR BE B [H) Ao
NERE N, R HIR.
Ing/ml B VE: LR B B 8] Ao 37 () RSD B 43 7 7E 0.14%F1 2.39%

. HwlER N | MR
Vv | miE  [mEsw|emmE| we

1| | ¥ |[ss200723024+1 DSMS |  2.57|24061.87

2 ¥ | |55200723024+2 DSMS 2.58(22601.92

3| | ¥ |l |s5200723024+3 DSMS 2.58(24009.96

4 ¥ | S5200723024+4 DSMS 2.57|23510.11

5 ¥ || |55200723024+5 DSMS 2.57(23628.08

6 | ¥ |[1]55200723024+6 |DSMS 2.57|24072.01
Min | | | | 2.57|22601.92]  0.90
Max | 2.58| 24072.01 0.96
AVG I | 2.58(23647.32|  0.95
SD 0.00| 564.94| 0.02

» RSD

IDL 0.00 0.08) 0.08




10ng/ml HE M. Or B IS APFINE N (K] RSD B 73 7 7E 0.00%41 1.80%

| - #RiER i | HER -
| VY| miERH (RS |RENE| WE |WERE
1| | |Il/ss200723024+7 |Dsms 2.57|221402.00] 9.22
2 5520072302448 |DSMS 2.57|229002.10)  9.54

3 5520072302449 | DSMS 2.57|233642.30| 9.73
4 55200723024+10 |DSMS 2.57|230087.90)  9.59

5 55200723024+11 |DSMS 2.57|230698.50)  9.61

6 55200723024+12 |DSMS 2.57|230334.60) 9.60

Min | ' | 2.57|221402.00]  9.22
Max | | | | 2.57|233642.30] 9.73
ave | | | | 2.57|229209.60|  9.55

| so| | | | 0.00| 4120.08] 0.7

»rsD| | | | |

| o | | 0.00 0.60 0.61

AT 1 £ M 5 B R T R 2.39% A, K 85 i
4 45

AR ZRE AT PR, (] LC-MS/MS RGUHATINE . ARHE T Ik
MIgth AR, REUESE, SRR IR Bl A Lt R, MHRARPERT
0.999; JHEMHEIEAE 3.29% UN, REULRTEEZFIAMEER. AR RB. SPisYhe /11
EXPEC 5210 4t W] LA K A AR i JE R P S B 0EAT R R 0 2 Al



—

)

+ LC-MS/MS Y& xE /K F= i i fg 2R 24
VIR B

S FrE: (GB/T 21316-2007)

1808

M %25 25%) (Sulfonamides, SAs) J& 48 B AT X R B R BE L 45 M I — 2R 20 Bk, 2
— KT TR AR TT AR R GE R A FIRTT 2. N TIRITRFREI 0w, 1= 3
MIPimaE S, MM 7 2SR PiE R MR . M BT TR R AN SAs & EAEF &
B, SEF AR ESE, AR S @ B AR R, WS R IR S0 1
AIRETE, BN EEREAVEIZE e (CAC) FHRRIE 55 K 2 40 E ZK R E fr i A i)
B SAs i, FRER CRMEE 2002 458 235 S A% ) FFERHLE T RS 2590 1) oK ik
BE, FEEWEEE TIPS, 1 (GB/T 21316-2007 sh¥ik it & 5 i 25 05k B &
5 AH RS ) CRALER 1025 5 A 145-23-2008 shA0YR £ i -R i % 2K 25 70 5%
BRI VBURE 0 - R R VR ) 55 . Bk, A% (GB/T 21316-2007 h4i1E £ il i
RGP A R E A (- SRS/ ) BN T FH G 7 R 1 v OB £ - — Y
ARAT B BB S TS 1 7K 7 ot P 10 g e 288 259 B AR I 5 4 o

2 SEIGER S
2.1 FReEfh . RFIFSK &

X35 : ULC 510 # @ A0RAH B CRUARCA — oo m R « e s H 3R (&
AHITIAE) AR  EXPEC 5210 = 5 PUARAT & B 1A

10 PSR bR: T H B, T-20 CUKFORAT .

Rl . IEWEE. ECRAACH IS, Rt 2l ToKEmBRMN: Rl
TR LC-MS 2, 2liFEH 98%.



2.2 VAR I %A

— 0.1%H /K (A %n‘aﬂ% (B) , BRIV
it
g 0.3 mL/min
NPy Waters BEH C18(2.1*¥100mm, 1.7um)
R WEERE, 20 uL
AR 40°C
LC % IBATH[E] 7min
Time (min) A (%) B (%)
0 95 5
. 4 5 95
Tof 5 702 5 5 "
5.1 95
7 95 5
AT IEE R
FHAE 1.4L/min
EHFRME 4L/min
MS %44+ RS 2L/min
EIEHN IR 500°C
filf <R = 0.45mL/min (5.8e-3Torr)
EME 4.8kV

AR ON 2 S B I (MRM), - AL SV I 15 Rlfi HUR (CE) S 2 UL T 3R .



2

b= )
_]"_.! B ®WFE e
EXER
FEER iR
wxfas |
pu e
" 5 = = : = —
FEES Owcai  T0m | SRR BARER | BIRRER QRO xHEE 5 ®Fmos
BEARIE FHHE 0y EFEminD BRI S [ femifisRE $35EiEks (0. 005 s fpimaE (B | BE o
v | kabaw | eEiAm  FEIAE  HWER WARE  WARE  OWE
v o s 230.05 0.03 50 28 Uni t=Uni t
z REFE 201 16 261.15 0.03 50 26 Uni t=Uni t
3 ERERIELM 301.15 155.95 0.03 50 16 Uni t—Uni t
4 EREREA 301.16 108.05 0.03 50 24 Uni t-Unit
5 iRIEENAE 285. 05 155.95 0.03 50 13 Uni t-Uni t
6 | ERiESEIAE 285. 05 108.05 0.03 50 27 Uni t=Uni t
7 IREREEIE 28115 166.05 0.03 50 19 Uni t-Unit
8 EiEEREEE 28115 108.05 0.03 50 28 Uni t-Uni t
9 WiEEE 311.18 166. 08 0.03 50 19 Uni t=Uni t
10 ikiEEE 311.15 108.05 0.03 50 30 Unit=Unit
1 RS 311.15 156.05 0.03 50 23 Uni t-Unit
12 T 311.15 108.05 0.03 50 32 Uni t-Uni t
13 EhiEREn 264, 05 156,05 0.03 50 16 Uni t—Uni t
14 G R0 264.05 108.05 0.03 50 28 Uni t—Uni t
15 ERIRFIEIE 265. 05 156.085 0.03 50 18 Uni t-Uni t
16 | EEEARIEE 265. 05 172.05 0.03 50 15 Uni t=Uni t
17 wkEE—ENEE 279.15 168.08 0.03 50 19 Uni t=Uni ¢
18 GhkE— SR 279.15 186.05 0.03 50 18 Unit-Unit
19 iR 251.05 156.05 0.03 50 16 Uni t—Uni t
20 ERERIIE 251.06 108.085 0.03 50 27 Uni t-Uni t

2.3 FEMETALE

FER BT AR T3 BAR S (GB/T 21316-2007 SR PE £ 5 i e 2K 25 W vk B & 10 2
TRAE O - i 1 /TR ) .

3 &R

3.1 ZRMEAAE HHFR

F 25 B 2 BB AT 31— R VIR B R fE R 25 FR 4 i (Ing/mL. Sng/mL. 10ng/mL.
20ng/mL 50ng/ml. 100ng/ml), %8 _FiRT7vAHEAE, DL BARYII € & B8 E kg mi o),
bR THE T T 00 0 Rk P (X) AR Al b, B RO xRN J5 bR i 2 n R
B 1-18 10 o 2 a2 il BAn &l 11 firos s brik 2 s IS s 08 203 1 I & 12 s,
[ b5 2 B PR A 10ug/kg, b i 5K S 0.5ug/kg, HASSZLG 1) € B R 72 & 45 & (GB/T 21316-2007
IR A i TR 2R 2 P R B N E R - I B IR



FEFIE: e Ral #ATe TR eha, AT S
12 1 ¥ = 103410.2301x + 481832, 4002
{R"2 = 0.0958 i

10 4

[=]
1

Wil F (10°6)

T T T T T T T T T T T T T T T T T

0 20 40 60 o0 100

HeE

=
nz/mL

P 1 SIS RE AR A oA 2%

TRIRIEHE : o REl B TeREE 6 a ERTH S
7 v = GBT07. 3694k + 6535, 1692
E'Z =0.9934
g -

5

4

Wil 4 (1076

8] LA

i

0 20 40 60 80 100

W

=
nz/mL

P 2 T fe v o R o) e 7 B 26

iR o 7dRal. #A TeT R 67 e, RTINS
v = 65504, 2376x + 2832, 6775
7 4r"2 = 0.9990

(s3]

Wil F5 (10°6)
%) [#%) By tn

E
nz/mL

Pl 3 b S 1R 1 e o 2




il iiE A e : 6-dRal. R TeTRal 6T e, R TS
¥ = 47315.3926x + 1366. 4439
5 JR"2 = 0.9995

Wil f4 (10°6)
£ =

P

T T T T T

0 20 40 i

HeE

=
nz/mL

P 4 Tl i) FE S0 0 PR A o it 2

WlEEE: e RaL #R TR &hm. AT S
{ ¥ = 140273 04E6x + 36034. 1893

14 JR"2Z = 0.9971

12 _

10 3

Wil 4 (1076

o 4 T T T

0 20 40 60

W

=
nz/mL

B 5 it 2 3 IO Rn it i 26

il g et RElL A TeT R g, ERTETR
¥ = 68521.5297x + 13692, 5003
7 qr"2 = 0.9983

Wil F (10°6)
[o%) =y n =]

]

HeE

=
nz/mL

Kl 6 il — F AU g FR) A of it 2




MEEELE : e RA AT RAS &ia. #A TS

v = 36185. 4608x + 11025, 4552
1R"Z = 0.9343
] -
3 4
g
=
il S
%:n ]
1
1
0 ¥ J ¥ T Y T T T ¥ ¥ T J ¥ ¥ T ¥ T ! T EEE
0 20 40 60 80 100 nzf/mL
Pl 7 i e v g A o 4 ot 2
iglE BT eBal ERTERRL sy R TS
v = 60621, 5207« + 13682 5003
7 R = 0.9933
5
= 5
£
o
=
-F
2
1
0 3 HE
0 20 40 ] 80 100 nz/mL
K 8 fiff il — FF I (1) b o 28
TR e Al R TeTEAl e, R TS
v = 4643 4879z + 1622, 6761
500 4R"2z = 0. 9995
400
)
S 300
Z
E 200
100
] TE
nz/mL

O Tl F W (14 B 4 T 25




EiEERIER : o 12Ral. A Te TR o7 e, RTINS
v = B6336.9279x + 128883933

i
RZ=09044
g .
_f.
= 6
£
=5
g 4
= 3
2
1
0 1 ' ] v 1 b ¥ 1] ] ' ¥ I o] ¥ ] I r ] ' 1 by . ¥ EEE
0 20 40 60 a0 100 ng/mL
B 10 i fide HH ST e g o 7 ot 25
—— TRIE —— MR —— WEETRERE T IR AT —— WIE_HREE
—— TR R —— WIRIELH — HEMEF — WEEF — HEFE 2.94e3 cps
100
a0 -
80 o
70 4
60
g
El
40 -
30 1l




— WETERE
—— WECHER

— R
—— TR

E{E
HEFIE

HHE

— WEANE
— HEMEF

— WEEDTR
— WEEF

100

80 A

80

0 A

60

40 A

30

285

4.81ed cps

BiE]

min

32ERM

Kl 12 25 E 2R AR K (Ing/mD

S AIECE 1 ng/mL A1 20 ng/mL AN[EHFEXTHE G, 0 BESERERE 6 IR, 55 4R BE ) (] AT
MR EEM, 458N,
Ing/ml B ME: (R E I [A) AR N [ RSD H 20 BI4E 0.19%-0.32%F11 2.91%-5.98%

| i HRER REFIE WL WIEFNE AxiE)R BN WEEE WEEE WETE | R R g R
! \ Al B \Egﬁi BRRTE) | WERr | {RERRSiE)| MG |{REREdiE| R |fREEEdE| wmE | {RERdiEl| e |fRERdiE)| W |fRERdiE)| EE | RERdiE| wE | RERdiE| wE | REEE|  wE

1 A 15520729006+1 HA 2.04|184415.10 2.85|73669.32 2.53| 64373.28 2.45| 48545.98| 2.85| 162873.30 2.85| 55574.06 2.63|86943.73 2.19| 5320.63. 2.33| 81406.97 1.9738667.28|

2 v 5$520729006+2 |HA 2.04| 185253.20 2.85|75445.83| 2.53| 66134.55) 2.45|51328.21 2.85| 166747.60 2.85| 57085.79 2.63)| 92219.95 2.17)|4615.87 2.33|75871.72 1.97|38582.85

3 v 15520729006+3 |HA 2.05|178813.20 2.85|73671.25 2.53| 70898.35) 2.45|51729.47 2.85| 166002.80 2.85| 59955.00 2.63| 85960.89 2.19|5291.63 2.33| 82752.99 1.97(40397.59

4 v 1552072900644 |HA 2.04| 199044.00 2.84|75798.19 2.53|66316.13 2.45| 51519.95) 2.85|151280.20 2.84|55319.43 2.61)|99247.28| 2.19|4813.96 2.32|74441.23 1.97(43467.79

5 v 15520729006+5 HA 2.04| 182003.60 2.85|67167.11 2.53|70022.79| 2.45|48793.61 2.85| 161902.50 2.85|57333.04 2.63)| 88108.83 2.19] 5309.20 2.33|79927.59 1.9737382.84

6 ¥ 15520729006+6 | HA 2.04| 184082.40 2.84|71581.02] 2.53|68036.77 2.45| 52958.68| 2.84|156197.00 2.84|57330.15 2.61|96627.59 2.17|4749.20 2.32|77347.24 1.97/41885.71

Min 2.04178813.20 2.84|67167.11 2.53| 64373.28 2.45| 48545.98 2.84| 151280.20 2.84|55319.43 2.61| 85960.89 2.17)|4615.87 2.32| 74441.23 1.97|37382.84

Max 2.05| 199044.00 2.85|75798.19 2.53|70898.35 2.45| 52958.68| 2.85| 166747.60 2.85| 59955.00 2.63)| 99247.28| 2.19| 5320.63 2.33| 82752.99 1.97|43467.79

AVG 2.04| 185601.90 2.85|72888.79 2.53|67630.31 2.45| 50812.65 2.85| 160833.90 2.85| 57099.58 2.62|91518.05) 2.18|5016.75 2.33| 78624.63 1.97|40064.01

SD 0.01) 6979.46) 0.01]| 3183.47| 0.00| 2495.67 0.00| 1756.50 0.01] 5996.07 0.01| 1658.76 0.01| 5473.03 0.01) 324.60 0.01) 3261.71 0.00| 2295.60|
» RSD
DL

‘
20ng/ml EE M LR B I B A S 1 RSD B2 HITE 0.00%-0.19%11 1.25%-5.84%
- | REFR wimEon | wmEsE | emEeeEmk | wese | @BNes W WERER WECREE | WERER
3.l ZetiE| e |Re| R #..| R L L FIEL . RIRL B | W fEediE | WE  |RERRYE| R |{RERRdE|  WER

1 5520729006+7 |HA 2.04| 2894152.00| 2.84| 1352855.00| 2.53( 1264146.00| 2.45|984499.40| 2.84|2907526.00| 2.84|1096271.00 2.61|1701322.00 2.17|96025.96) 2.32|1473613.00 1.97|694180.80

2 5520729006+8 |HA 2.04| 2794320.00| 2.84| 1329201.00| 2.53(1277386.00| 2.45|923251.30| 2.84|3036223.00| 2.84|1086503.00 2.61| 1827326.00 2.17| 88304.07 2.32|1297411.00 1.97|780949.70

3 §520729006+9 |HA 2.04|3010086.00] 2.84| 1377353.00| 2.53(1299373.00| 2.45|960455.00| 2.85|2742696.00| 2.84|1093243.00 2.61| 1766646.00 2.17| 89381.52 2.32| 1449701.00 1.97(771063.30

4 $520729006+10 HA 2.04| 2946021.00 2.84| 1316290.00| 2.53(1275857.00| 2.45|972628.90| 2.84|3004272.00| 2.84|1024337.00 2.61| 1778651.00 2.17|89914.23 2.32| 1444818.00 1.97(753588.60

5 §520729006+11 HA 2.04| 2837703.00| 2.84| 1312478.00| 2.53| 1292483.00| 2.45|987549.50| 2.84|2832345.00| 2.84|1073182.00| 2.61|1834158.00| 2.17/92481.20 2.32| 1557589.00 1.97|710760.50|

6 §520729006+12 |HA 2.04| 2913930.00] 2.84| 1311638.00| 2.53( 1257874.00| 2.45|952595.30| 2.84|2845769.00| 2.84|1067928.00 2.61| 1703063.00 2.17|87417.72 2.32| 1429108.00 1.97(776778.30

Min 2.04| 2794320.00] 2.84| 1311638.00| 2.53( 1257874.00| 2.45|923251.30| 2.84|2742696.00| 2.84|1024337.00 2.61|1701322.00 2.17|87417.72 2.32|1297411.00 1.97|694180.80

Max 2.04| 3010086.00| 2.84| 1377353.00| 2.53| 1299373.00| 2.45|987549.50| 2.85|3036223.00| 2.84|1096271.00] 2.611834158.00| 2.17|96025.96 2.32| 1557589.00 1.97|780949.70|

AVG 2.04| 2899369.00| 2.84| 1333303.00| 2.53(1277853.00| 2.45|963496.60| 2.84|2894805.00| 2.84|1073577.00 2.61| 1768528.00 2.17|90587.45 2.32| 1442040.00 1.97(747886.90

SD 0.00| 76826.94]|0.00| 26578.20| 0.00( 15927.28| 0.00| 23878.15| 0.01| 110983.60| 0.00| 26553.70 0.00| 57745.70 0.00| 3172.77 0.00| 84261.05 0.00| 36770.18
» RSD
DL

R AL S 0 DR B IS TR AU AR £E 5.98% LR, W3 BT



4 2

K77 bR R AL AP ACSE AT AL AR, fEH] LC-MS/MS RGEEATINE . ASCHE 17
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Fi. LC-MS/MS ENlE AP R ER RN
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ZFEFrifE: (GB/T 22338-2008)
1808

FER. TRERNFEFNER (FERE) Byi4dxR, BA7SiEiEM, FuHE
ZNPERL R AN . (BB R R G WA FIE, £ 2019 FFRAE RPN G S b aE kA8
F 24 8 e HoAt Ak & 03 B . [ K bnifE (GB/T 22338-2008 ShHJs M £ h vh & R K2 ik i
FIE ) oA O £ - B R B VR e K i S E R RS . A S % (GB/T
22338-2008 ZHEPE B T A E R RAYIREARERNE) , EHIMNE RO EA IR o7 4
77 PR v ROUR €01 - = B DU AR B B0 BT A3 U 7 7K 7 e S B 3 SR B I Bk B

2 SEEE
2.1 . AR

1#8: ULC 510 @ R0fAE e CRARECA —ool s Riias . ek 3 ahdireas
FEIRAR) « EXPEC 5210 = 5 PUMLAT 5 565 1A .

s RER. PER. #8EF (RPNER) MEER-DS5 friidl (100mg/L
T HED W H 23, 20 CUKFRAT . -7 41 ECke. EREERNE NG, CNWBOND
Si FEfR SPE /MEM A il



P 1 e SRR € i - — L DU BT B I B A

2.2 VBRHAN R 1 k44
%1 MR

. A K, B:ZIE
LA i B
TH 0.3 mL/min
A Waters BEH C18 (100%2.1mm,1.7um)
R & WIRERE, 20ul
] 40°C
LC %4 1ZAT I (8] 6min
Time (min) A (%) B (%)
0 90 10
. 4 0 100
R RARES 4.4 0 100
4.5 90 10
6 90 10
EE =R 4.3kV
ZIEA IR 450°C
ZUHERRE 1.2L/min
MS b EAIARE 6.0L/min
SRS 1.0L/min
filf 8 S 0.5mL/min (5.76e-3Torr)

M AR O 2 S B I (MRMY), - AL SV I & 10k s Al T (CE) S 25U 3% .
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| pRARRE AEHE SRHEe BTUES Bees | | O ERESAE SREEL0 | smes el o BE D |
! e 2 e | [amEl  GETAE FEIAE WUHEG) RASE  WERE 4N
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HEER B FALSYSTO-2ES-TIC CV:50v CEY

SEED5 MRM326.14--262.19

0.25ppb 74e4 cps
D 100 2.57 6.01 min
h
f
= 0 el "
1 Efidl
o 1 3 4 5 | !
HEERSEFAMEGYWSTD-2 ESITIC CV:50Y CE1BY SBEFED5 MRM:326 142157 14
0.25pph s 173e5cps
= 100 6.01 min
: [
50
o S\ em ‘
T T T Blid
o 1 3 4 5 5 n
HEE RS EFAMEWSTO-2 ESI TIC CV:50v CEBY B3R MRM 355 99--336.19
025pph T 60ed cps
= 100 6.01 min
&
50
i 228 272 29 316 331 349 362 3&50
T ™ T T + Bdid
o 1 3 4 5 6 min
HEERSEFAMEWSTD-2ESITIC CVE0V CENTV BF A MRM 355 99--185.23
0.25pph 8563 cps
= 100 .01 min
2
Z 50 §
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v ] e
T r Bdid
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0.25ppb ed cps
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K 4 SR 3R A B W v B 2 e K 8 B (0 &

FEEREA-2ES-TIC CV50V CE0V FEFD5 MRM:326 14->262.18 | ~
88e4 cps
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0.1 ng/mL CREFZRBMEY) EE M. HINEE R OR B I [ FIm 57 (1) RSD 537128 0.00%
H13.82%; AR BEINIA], ma) SRTAE XS e B2 1) RSD B 73 5149 0.00% 5.07%F1 4.18%: &
2K JE 25 (3 B8 I [A) R ¥ 1) RSD B 738 0.00%F1 5.88%; S8 2<-D5 £ B I [A]FI M )87 () RSD
fH53 54 0.00%F1 5.05%.

HAEE EeSh =EAr SESE NEEE 25

& FusE Ee

- HEEE - [ mmex ) [ awes

| 1d i AR | REeE SEETTE ARBERHIE] | HUSET | WL ARGERHIE | FUSES | WART  [{RERRIE | iEE
2[ | |473223015 ¥ | 20210525 B EA AN EETAILAN0.00b-2 | 2021-05-25 11:25 SEFAILAMMTE0525 | 2.07] 0.04[5966.98]  2.62| 0.05[32720.74]  0.01 251] 0.05[1344240]  2.61[ 0.05)2620127.00] 10.0000
3 ¥ 472449062 [ [202105258 B 2 LAY\ EBF A/ A0.1ppb-3-1 [2021-05-25 11:12 [FBFA A 2.07| 0.04|6378.41] 2.62| 0.05]30035.69] 0.01] 251 0.05/13104.68|  2.61| 0.05/2589133.00| 10.0000]
4| | 473997812 V202105255 B EXAMEERANSN0.100b4 20210525 11:38 GEEAILAH 2.07] 0.04[6500.57]  2.62] 0.05|30445.30]  0.01] 251 0.05[1219821]  2.61] 0.05|2447037.00] 10.0000
5 474385312 7202105258 B EAUAN EERAILANO. 1opb5 20210525 11:44 | SEERILE: 207 0.04[6545.55] _ 262 o0.05[30784.58] 0.1 251] 0.05[1389150  2.61] 0.05|2613270.00] 10.0000)
6 | |ararrases 7202105258 B AN AN EEEAILANO. 1006 _|202105-25 11:50 FEEHILE: 207 o.04[661846] — 262 0.05|33653.77] 0.1 251] 0.05[13877.89 2,61 0.05]2570009.00] 10.0000
7 1475158984 ¥ 20210525 R B FXAAN EEFAUAN0. 1ppb-7_2021-05-25 11:57 REFAILAD 2.07| 0.04]6307.07] 2.62| 0.0520156.00] 0.01] 2.51] 0.05/13024.54] 2.61| 0.05(2318714.00| 10.0000
8[ | l|a7ssasezs 7 202105255 B F AN EERAILAN0.1ppb-8|2021-05-25 12:03 [FEE2 (LA 2.07| 0.04|6694.92] — 262 0.05[20360.69]  0.01] 2.51] 0.05[14251.55  2.61] 0.052305509.00] 10.0000)
) ¥ [4750932531 2021 EE2{(AM0.100b-0 2021-05-25 12:10 | SEE XA 2.07) 0.04|6682.37| 2.62| 0.05[29698.85|  0.01] 251) 0.05/11920.08) 2,61 0.05)2517515.00] 10.0000
10 476320015 ¥ (202105258 B FAL AN EEFLMAD0. 1p0b-10 [2021-05-25 12:16 FEEIAIIT- 207] o04lee47.88] 262 o0.05[32283.01] o001 251 0.05[13944.85]  2.61] 0.05]2672804.00] 10.0000
Min 207 0.04[5%66.98] — 262 0.05[20156.00 o0.01] 251 0.05[11920.08] 2,61] 0.05|2305502.00] 10.0000)
Max 207] 0.04[6847.88] — 2562 0.05|33653.77] o001 251 0.05[14251.55]  2.61] 0.05]2672804.00] 10.0000
AVG 207] 0.04[6523.94]  2.62] 0.05|30845.01]  0.01] 251 0.05[13247.13]  2.61] 0.05]2523805.00] 10.0000
= 0.00] 0.00] 249.10] — 0.00] o0.00] 1565.10  0.00) 0.00] 0.00] 77919 o.00] 0.00] 127350.20] 0.0000
RSD 000] 25| 3.8 ooo| 13| 507 aus|| ooo] 234 sss| oo 1 5.05| 0.0000)
o o.00] 000 000 o000 o0of o0.00] 0.0 000] 00o] 000 ooo[ ou00 0.00] 0.0000)

0.5 ng/mL (FERIMLAEY) EEM:: FIE R B [a A B 1) RSD 15518 0.00%
N 3.17%; B R CREHEEE] . mp S AR XS 0 B 7 RSD AE 2054 0.00% 4.08%F1 4.54%; 98



7K JE 25 (R BE s [A] A1 5 Y RSD B 437314 0.00%F11 6.54%; S8 Z-DS £f BF i [A] AT 3 ) RSD
553 7N 0.00%F1 2.57%

HEE EESH EE5E E5SE NEEE 2

| Wk REXDS T

AREZRT i8] RERRTIE | FUSTE | EGr | fREARHIEI| USRS | AR | HECRE

477870203 ¥ 202105258 BF XA\ SBEAM0.50pb-2 2.07| 0.04]33475.21] 2.62| 0.05| 98037.66| 0.04 2.62| 0.05| 98037.66| 0.04 2.51] 0.05)67234.77| 2.61) 0.05|2615510.00| 10.0000

278258281 b BN\ BB NAN050003 207 0.04[33457.95 2.62| 0.05] 94559.74] 0.0 2.62] 0.05) 94550.74] 003|251 0.05[59060.23]  261] 0.05]2715297.00] 10.0000

478645359 ¥ 202105255 B XA S EFXLE0.5000-4 - 2.07) 0.0435435.00 2.62| 0.05| 99820.02|  0.04] 2.62| 0.05| 99820.02|  0.04] 2.51] 0.05/70842.35] 261 0.05)2556890.00| 10.0000

¥ 479032100 20105255 EF XA SEFX A0 50005 - SEFRAITH-0525 2.07) 0.04/32016.14) 2.62| 0.05| 9474749  0.04) 2.62| 0.05| 9474749  0.04) 2.51] 0.05|65414.22] 261] 0.05/2540776.00| 10.0000
479418640 El EEA AN EETA(AM0.500b6 2021-05-25 13:08 FEFA(SHNTM-0525 2.07| 0.04]33715.94] 2.62| 0.05]102531.60 0.04 2.62| 0.05]102531.60 0.04 2.51] 0.05|72130.74] 2.61) 0.05|2750602.00| 10.0000

479805343 ¥ 202105255 BE XA Y SEEAAH0.50007 SEFAMAYNHE-0525|  2.07) 0.04)33267.23) 2.62| 0.05/108783.80|  0.04) 2.62| 0.05/108783.80 0.0 2.51| 0.05/6418545  2.61| 0.05/2620326.00| 10.0000

480192003 202105255 EEA LAY\ G EEAAN0.500b-8 |2021-05-25 13:21 | FEFALAYTMO0525|  2.07] 0.04/34088.19) 2.62| 0.05/100803.00]  0.04] 2.62| 0.05/100803.00]  0.04] 2.51] 0.05|61250.41] 261] 0.05/2598499.00| 10.0000

280579890 v EEAUAMEEEAIANI 5000 20210525 1327 | RERAWADIE0525 | 2.07] 0.04]32704.05]|  2.62] o0.05 o04c0.56] 0.4 2.62] 005 o949056] 0.04| 251 0.05|64373.62)  261] 0.05|2658865.00] 10.0000

10 480968031 ¥ 20210525 BEXNA Y SEFXMA0.5000-10|2021-05-25 13:34 FEFXUAYITH-0525 |  2.07| 0.04]34141.32) 2.62| 0.05/10130840|  0.04] 2.62| 0.0510130840]  0.04) 2,51 0.05/60324.52]  2.61| 0.05|2714430.00| 10.0000
Min 207 o.0a[3201614| 262 0.05| 0455074 0.3 2.62] 005 0455074] 0.03| _ 251 0.05)50060.23]  261] 0.05|2549776.00] 10.0000
Max 207 004|35435.00]|  2.62] o.05[108783.80] 0.4 2.62] oos[108783.80] 0.04| 251 0.05|72130.74]  261] 0.05|2750602.00] 10.0000
AVG 207 004|33812.04]|  2.62] o0.05 ooeas41] 0.4 2.62] 005 9984541 0.04] 251 0.05/65070.06]  261] 0.05|2641138.00] 10.0000
0 0.00] 0.00] 107236]| o0.00] 0.00] 4077.86] 0.0 0.00 o.00] 4077.86] o0.00] _ 0.00] 0.00] 4257.48) 000 0.0 6800302 o0.0000
RSD 000 198] 3u7|| 0.0 oa 408 454 0.00] 03] 408 ase|  o00| 155 es4  0.00] 071 2.57_0.0000
DL 000 000] ooof| o.00] o) 000 0.0 0.00] 0.00) o000 oo0o]  ooo] omo| o000 o.00[ oogf 0.00] 0.0000

R A5 ) R B T ] AT e 1 AR PO 2 EE A0
3.3 hnprEER

Pty 125 AR AR A, 0B € N R R SRR EY 5T, R f (ki I
R & T IR A B . i AR R o SRR R I S RIS IR B 23 5 04 0.25 ng/mL. 0.5
ng/mL A1 1 ng/mL, K& &5 RIS IE AN ARAE AR M £ i) 2T HRORE, TR S
IARHAREE ) LA RN [

| neEE | RREE | B | BERE | 505 |
| wEE | i i | el

2.46|6938.76
2.46|6811.36
2.46|6741.22]

2.57|299729.40|  10.00|
2.57|305267.90[  10.00|
2.57|201046.40] 10.00]

2 ¥ (69422015 || [20210610- 5 EERFERLNSNIB1-2-2 |2021-06-10 19:02 FEERIETXLSITM (0.15) 0610  2.03|2000.55)  0.22| 8863  2.58] 9353.34
3 ' [69808750 | |[202106105 B EREERALSH\IB1-2-3 [2021-06-10 19 ERSERANSEE (015 -0610|  2.03|2041.86]  0.23] o0.78]  2.58] 9447.00]
4 ¥ (70105171 | [20210610- HEERABTALAYVIEL 24 20210610 1015 BOERREFAhANTH (015 0610 203{2082.50]  0.23] e200]  2.58] s407.65]

HEEE FIREE Bl BERE | FEFDS

I EBSE ARERRIIE | MR | RO | EWRE | RSNG| R | WECREE | EMeE | fRERRTE]| i | WECRRE | EMRE |REEE | R [HERE
2.57|288935.80|  10.00
2.57|265127.50|  10.00
2.57|254228.80|  10.00

tfe] = [ R
1 ¥ 70582562 [ 20210610 @A ER AL EIB2-1-1 | 2021-06-10 19:22 HEEFHSEFLALSINTH (0.1-5) 0610 2.03|3503.61 0.42| 83.39 2.58| 15847.92| 0:45| 90.09] 2.46)12022.32| 0.36
70969656 | 2021061058 EFEERH (AP \IB2-1-2 2021-06-10 19:28 HEEFEEFAALSIIT (0.1-5) 0610 2.03|3620.88)  0.43| 86.44 2.58| 16249.38| 0.52 103.07 246 12244.18| 0.37 i
71356843 | 202106105 B S EAES (LS9 \182-1-3 2021-06-10 19:35 HEEFFELXASITH (0.1-5) 0610 2.03|3374.36|  0.40| 80.03 2.58| 13657.98| 0.44| 87.82] 2.46|11910.98| 0.36

~
P

| #REe | FREE | 55% | xRS | F8£05 |
(1] w [ ] SR | wmmA | @ weatE| e e | | weed | wmm wees | eke | eeeE] we e e | eenE] e [weEwe

1 1 : ) J
2 ¥ [74841281 | VI [2021061 05 R ER R ERSLAIIIB-2-2 2021-06-10 20:33 [FREFRFEF S AYITA (0.15) 0610 2.03]8144.85]  1.02]102.03]  2.50|25802.80]  1.02]101.57]  2.46|16739.39] . 2.57]233391.40]  10.00|
3 ¥ [75229546 |V [2021061 0- 5B ER S ERLAIIBI-2-32021-06-10 20:30 [FREFRFEF S AT (0.15) 0610 2.03]736392] 0.02] o1.88]  2.50[26668.70)  1.07|106.50]  2.46|18960.14 . . 2.57(230223.50]  10.00|
4 ¥ [75617781 | V(2021061 0-5 R ER R ERSLAIIIB3-24 2021-06-10 20:46 [FREFRFER ST (0.15) 0610 2.03|7561.15|  0.04] 0444]  258[24280.08] 094 94.44| 247[1846562] 0.57] 81.30] 2.57[233761.90] 10.00

ORI EEN 0.25 ng/mL B, FRIKE 208 B3 88.63%~92.90%, F4 2 Ibr Al i Z
N 75.54%~84.88%, FAJEEIIAREICE N 76.41%~79.74%; INFRAE N 0.5 ng/mL K, FAK
B F IR F Ty 80.03%~86.44%, F B R INFRFILF Ty 87.82%~103.07%, FAJEE MAR[E]
WA 70.55%~73.91%; INFRIKREE N 1 ng/mL i, FAXEE 2R EIRCE N 91.88%~102.03%,
HERINFR Ty 94.44%~106.50%, A JEE MR RN 73.39%~83.57%.

3.4 KRR

B S/N=3 ¥R FE 1) 2~5 5 ECHIVETR, ELE 7 YCFATINE , 115 7 Yl & 45 R bR 25 SD,
K FR MDL=3.14*SD, U5 FFR N 4 5 MDL, 1HHE4 80 R,



HEES ] " THEE EEE  EmERE aEz0s
R i | ET I RERE ERHE (REHE | WREE | WECRRE | RERENE | MR | ERIEED | WECRME | REEE | R GHECRE | RERME | R WERE
1| ¥ [eszse3a8t [V 202105275 B R A S E R AM0.010pb-1 20210528 0022 | S@EHH05272 | 2.07|1236.50| 0.0080)  2.62|3442.63)  o.00| eo104|  2.51|272187) o167 2.61[3347341.00] 10.0000]
2 v [693070890 7 2021057 S BR AN\ S EEALS0.01ppb-2 20210528 0029 [ EBE4M-05272 | 2.07[1320.51] o.o0es|  2.62[362879] .00 o.ooos]  2.51[2199.55] 0.013s|  2.61]3677539.00] 10.0000
3 [693457718 7 202105275, \SEEAASM0.01ppb-3[2021-05-28 00:35 | S BEATM-0527-2 2.07]1066.63] 0.0069] 2.62[3855.80] o0.00] n.o109]  2.51[2004.02] 0.0123]  2.61]3613360.00] 10.0000
4 ¥ 693845125 71202105275 P\EBEXEW0.01ppb4 2021-05-28 00:42 FBEATM-0527-2 2.07|1160.86| 0.0075] 2.62[3228.57 0.00 0.0088] 2.51[1713.84| 0.0105] 2.61|3582771.00| 10.0000
5 | |694232734 | 2021057 S BEAW A\ S BEXAW0.01ppb-5 2021-05-28 00:48 FBEATM-0527-2 2.07|1338.29| 0.0086| 2.62|3658.48 0.00[ 0.0103 2.51[1863.39| 0.0114] 2.61|3577777.00| 10.0000
5 v 694620750 7 20210527 5 BEZUAN\EEFAMWAM0.01p0b-6|2021-05-28 00:55 | SBFATMH-0527-2 2.07|1155.52| 0.0074]  2.62[3500.62] 0.00] o.0101  2.51|1796.43] o0.0110]  2.61]3s60262.00| 10.0000
7 605008812 V202105278 BELUEN\EBZAMAM0.01ppb7 | 2021-05-28 01:01 | SBFHMH-0527-2 2.07|1215.70] 0.0078]  2.62[3477.23]  0.00] 0.0093]  2.51|2202.41] o0.0140]  2.61]3689260.00| 10.0000
Hin 2.07|1066.63| 0.0069]  2.62[3208.57) 0.00 o0.0088]  2.51|1713.84] 0.0105|  2.61]3347341.00| 10.0000
Max 2.07|1338.29| o0.008s] 2.62[3855.80] 0.00] 0.0109]  2.51|2721.87] 0.0167]  2.61]3689260.00] 10.0000
AVG 2.07|1213.43| n0.0078]  2.62[3554.50 o0.00] 0.0099|  2.51|2084.50] o0.0128]  2.61]3578330.00| 10.0000
sD |
RSD | 0.00] 791 70088 0.00f 555 se4| 7a241] 0.00] 16.83] 168300 0.0 3.17| 0.0000
mL | | ooo| ooof soweo] 00| 0.0 ooof soooo] o.o]  o.0] o.0000]  o.ogf 0.00] o.000]

R 2 W ERRME YA HHBRATI E T R

&=ty far tH PR (ng/mL) ME TR (ng/mL)

FINE R 0.0019 0.0075

RER 0.0022 0.0088

[P e 0.0066 0.026

A2 (R R 58 RS (GB/T 22338-2008 Shi £ 5 h S0 55 2825k B B 2 )

K R 4 [E bR GB/T22338-2008 A AbEE S5, i LC-MS/MS R Gl 2 & 5 R 2Kk
B EAE . ARCHR T B BEEME. IFREISCRAE R, 45 RE S E R
A WAEN WV B N R R, MO RE r KT 0.999; 0.1 ng/mL AERIMNAMEL
P PR 2 OR BF IN [A] 10 B 1) RSD AE 4305l 0.00% 811 3.82%; S5 2 OR BR IR 8] M 2 1 AH
ST L) RSD AE A 0.00%- 5.07%F1 4.18%; FK J& % {4 B s [6) AT 57 f¥) RSD E 4 51 M
0.00%7FH 5.88%; % 2 -D5 £ B4 i [E] A0 B2 ) RSD {43704 0.00%FH 5.05%; 0.5 ng/mL 5
FRFWEMEL N FOE RO I AT RIfE) RSD E A8 0.00%H1 3.17%; 5 2 Ik
B[R] oA SRR R B 1) RSD B 2054 0.00%- 4.08%FH 4.54%;  F8 K JE 25 £ B B[] A i)
S [F) RSD B 5> A1 0.00%F1 6.54%; S5 2= -D5 {54 I [ A B2 ) RSD B4 514 0.00%F1
2.57%; HOARIIEN 0.25 ng/mL I, HIBAEE 2 MAR EIE N 88.63%~92.90%, 5 3= 1A% ]
LN 75.54%~84.88%, A EFH AR LN 76.41%~79.74%; HIARKRIEZEA 0.5 ng/mL B,
HAREE 2 AR IS 80.03%~86.44%, S E = INFR L E Y 87.82%~103.07%, A JEE N
Fr Al 2O 70.55%~73.91% 5 I AR W FE N 1 ng/mL B, H K& 2= 0 bx Bk R R
91.88%~102.03% , S % & 0 bx [B1 0 R N 94.44%~106.50% , 9 K JE % i bx 5 i R Ky



73.39%~83.57%; FHIRE =4 H IR 0.0019 ng/mL, SFEH XK MR 0.0022 ng/mL, FARH
o PR 0.0066 ng/mL. R B mdiis 4Lae /10 EXPEC 5210 545, 0] LAXF 4%
it RERRNEW IR BT R R E SR



75~ LC-MS/MS =l xe 45 T PR R R E
25% 8

ZFEFrfE: (GB/T 21317-2007)
1815

WEGEit, S P DU 2R 2R e TR S R DA o T LA R R 48 %,
JEHAERKY . SRR IX T3 A R —, AWM X AOR TR Y. 8%
FERNTT T A — N AR, DMESUE R . AETEHAT M ER
EYe, TEGEE T MR, A SCRYE (GB/T 21317-2007 shAJ5 P € i o D3R 3R K8 255K
BRI 7 VE ORE R T R R SR R AR, L TS B R
ROBAR €1 — = E DU BB R B 0T 3 S 5 24 9 DU A 22 28 A0 & 4 PRl HL v R B0 PR ARSI
o

2 SRS
2.1 frfEd . WA &

1%#5: ULC 510 # @ oAl e CRARRA —ool s RMias . e B2 reas
FEEAE)  EXPEC 5210 — 5 PURRAT 5 BRI o

PR dh: 10 FPURR RSPRS00 B AL S H AR R A R, T-20°CUKkFH
TRAF

W SRS R N ik .




2.2 JRAIR %A

M (A 1 02%F /KB (B)
Tofs P55 38

g 0.3mL/min

ek Athene UHPLC C18 (2.1 x 100mm,

1.8um )

R 20uL

BT[] 6min

LC %M Time (min) | A (%) | B (%)

0 10 90

1 10 90

BRIy 1.5 50 50

3.5 50 50

4 10 90

10 90

Hizh

AT ESI IF & 145K
FHAE 1.1L/min
EIHEFRME 5L/min
MS A4 RS 0.5L/min
TN AIRE 375°C
filf <R = 0.6mL/min
EME 4.8kV

AN 2 SN B (MRM), A6 &P 00 2 7% Rk A F IS (CE) 3 28U T R

e s
M FaiES Crcaifisl, | ERam || ShisH fﬁ)\#ﬁﬁ_ HlkRHER OHEG x5 & e
DERRE  FEHER EFHE N BFEE SEE O] eAEsE SEaE0 0 |- sexsmEpE « BED |
L B AT EETRE TETRE EEHER HIABE  HHERE  AHE
[ B} 445.15 |410.05 |0.01 55 ) _ZU” _Unin—Unit

2 [ITE .445 16 .42? 16 .IJ 01 E5 .12 :Un;t’Unit
ENEY < |479.18 444.05 0.1 55 22 Uni t-Uni t
4 ﬁg% :4?9 18 .462 05 IJ 01 55 le "Unit—llnit
5 EhEE 445,15 42815 o.01 55 |20 Uit tmi
6 BHER |445.18 154.1 0.01 ss 32 _Unit—U;\it
T +EE 461,15 426,05 oot 55 |20 1 ttmi e
s tEE 461.15 443.05 0.0l 55 13 Uni t-Uni t
s | ZRRmFR ;453 16 ':352 16 :u 05 IG5 :az :Unit—llnit
10 | “FEMEE 46816 44115 0.0 55 |15 tmi ttmi ¢
1 EatrEE |61 |424.26 |00t 55 3 |Umi t-Uni £
12 %r‘a}ié%ﬂ 461 42626 oot 55 31 Tvad ttmit
13 ZEIERE |445.15 410 0,01 55 |29 i t-Uni £
14 %!"Eji$§ :4.45. 15. .;Z.? IJ. 01 -EE 19 Umt—Umt
15 AFESEE  |465.05 428 0.0 55 |1 tmi tmi v
16 ZEEEEE 1505 |430 0.05 55 27 Ui t-Uni £
17 %FE]%E% ;479 16 "462 .D 01 .EE .27 ;Unit*llm‘t
15 ZEERE |479.18 444 0.01 B 31 [Uni t-Uni
15 BELEE 143,05 |126.21 [oor 56 |15 imit-umie
n FELEE 4.0 |201.05 001 55 22 i e-timie

S8 (GB/T 213172007 S £ i YT 25 26 4 265 5% B ok 7ok YA €6 - R
TR 5 ST ()



3 &R

3.1 LRtk H R

RGBS ARG B — RV L 10 PhPURE 2= KA SR FF(50ng/mL.  100ng/mL+
150ng/mL. 200ng/mL. 400ng/mL), %M _FiRT7iE3ERE, DA% B bR B & 8 i g i AR
NPAEBR(Y), B ARYIBRAETE I SR B (X) AR AR AR, R AMRIEILA J5 B bRt il 26 an
B 1-F 10 fios e b 2R AR s 7 i s i 11 fos . THE 7 N2 RS AR e
W% SD, HRHEH H PR 154 30 MDL=3.143SD 546 R, W FIRA 4 5 HRHIR, 2558
MR PR, ALK HRESRS (GB/T 21317-2007 ZhJETE & & TUFF R 82
B ER BRI 90 YRORE € - T T 5 i v v OB )

EEEHEE x

Z0TEE: oMR5 FATETRA s TR
35 4 ¥ = 7246.8779x + 79516, 4356
r = 0.8970

25 4

WLk (10°6)

05 -

T r r T TR
0 100 200 300 400 ng/mL

K1 ZE 1) B AR 2L



EEME

ES @0 ¢+ % [[@=nm vES TeEElE v

EEIEFE: SR #R TSR 5a, BRTH R

w = 9317, T1B3x + 147909 3767
r = 0.99582
4 4
3 4
g
o
E .
2 4
L)
1.
L]
o | . ' T T
0 100 200 300 400 ng/mL
S _ _ x
E 5 @0 e = Gz s - B
£RESEE: 5MB3 FATEIS -hE, BETS
4 w = 8610 6780x + 80325. 7293
r = 0. 9993
4
3 4
3
o
.5 2 _
-
1 4
0 T T T T R
o 100 200 300 400 nz/mL

K3 & H kg R bk h 2




SER M x

5 6.0 e Mo v BE W v EEE v
HoEEE: &R FA TR A BRTEE
y = 7953, 6952x + OBEEGG. 63T
1 r = 0.99381
3
g
22
1 L]
Fil
0 . . ; 4 e
o 100 200 300 400 ng/mL
Kl 4 ZemRintiih
ERis . X

v BEE v

ES5 0@ ¢+ [§=m 5 B2

RELEZE: 51R5 #ERTSRA 502, #ATE R
y = 28083, 87E5x - 16703, 9283
r = 0.9977

Wik (10°6)

T

=
ng/mL

K5 HUG B EAn 2



Wil iy (10°6)

: E]

[OFFE:

14 <
12 ]

10

5438l M T RE

™

= - ma

fel v BE

=¥
y = 30847, 9639x + 526674. 5042

1 r =0.9963

#RETs TS

WA (106

: 53l B T5RB Bm. R TSR

1w = 184235 080%x + 2453593 7124
1 r = 0.9969

T
ng/mL

K7 Em b2k



e
HS 8 & = | v
BNEE: 1488l #ATHRN: S, #ATE
y = 28030, §992x + 442704, 9950
14 4 » = 0. 9986
12 4
10 o
— 8 -
£
=5
= &
s 4
4
-
ool
-
0 | : T T R
0 100 200 300 400 ng/mL
Kl 8 5y E = An it 2k
st x
EH 00 « % [@=s 553 <EEE -
1E%: 5158 #ATEMES oS ER TS
y = Z2B2Z. TBA3x + 431113 6143
r = 0. 99539
10 4
3 4
4 4 .
2 4
H | T T T RE
o 100 200 300 400 nz/mL

K9 TR brvErRZ



=B _
= I I ] == TR

“HEmTE: R R TSR sha. #FR TR
v = 4858, 7113 — 560G, 7431
¥ = 0.9896

Wik (10°6)

T T T T

0 100 200 300 400

R

=
ng/mL

K10 = R DY 34 i h £k

s - M SRR RS B AR osh A S AR/ M [

— ZMI&® — _HBENHER EhzEs 2 — HElE®n — EFEEXER —— =Z0NHE
— EF — WHRIEFE — IEF mitE

227

100

90

80

70

60

I (%)

50 -

40 o

30

20

Bl 11 10 FhPYFARIEFS ) MRM Z & (50ng/mD)
110 FhUFR = RAE DA H R AT E T B

4.89e5 cps




e AL VEZY N SD PR (ng/mD | W& FRR (ng/mlD)
1 UEZS-~ 0.032 0.101 0.402
2 SFHR 0.149 0.468 1.873
3 MR 0.063 0.198 0.792
4 +HEE 0.111 0.349 1.395
5 T H IR ER 0.162 0.509 2.037
6 ZLHER 0.157 0.493 1.974
7 ZEA U 2R 0.096 0.302 1.207
8 EHREEER 0.048 0.151 0.603
9 SRR 0.159 0.500 1.999
10 Fist+HER 0.067 0.211 0.842
L ERiEE | zatEE [garees (2MEE. | 2ae®E | 2RiEE | mE | 2FF | 8hEE
LU or | amEwe mew | wEmE | wEwE | wEeE | wEeE | aEeE | dERE | AERE | WERE | HERE
I | | L \ #HPIR-1 i%?% !+ﬁ1i$§ﬁ:‘,ﬁﬂﬂzfl 0.3308075| 0.2760585| 0.09179997 0.1704769 0.1767788| 0.09889778 0.1092841 0.0944128
2 | ¥ DR T E+#mi$§ﬁ:ﬁm]2£1 0.2626901| 0.2587556|0.08243687| 0.3129206| 0.08052898| 0.1267725| 0.2206206| 0.03116753
gl |v\ $SHIR-3 | | HIERE A a1 | 0.01038335] 0.02188564| 0.1657189| 0.2367736| 0.005425995| 0.1501606| 0.08465659| 0.04488578
4 ¥ | |#a4R4 |puTEs |HepuiFEtREdhes1 | 0.3738007| 0.2699236|0.02717393| 0.009470941| 0.07596403| 0.06987767 | 0.007080374| 0.07399921
5 v | [apRs |raTEs eIEEL g ML | 0.01910536] 0.2033946| 0.1260841| 0.3652003|0.002712097| 0.1111168| 0.4001223) 01148263
6| v ARG | MITE R rmrEingsigl | 0.01010539] 0.2616781 0.143543 0.0188419| 0.1119926| 0.1163674| 0.3567893| 0.006838549
"77 | L 4 = R-7 ;Fi% ;+ﬁ:ﬁ=§ﬁ:;ﬁﬁé§l 0.1869003| 0.1744507| 0.1481191 0.4041905 0.002713| 0.1673435 0.1105154 0.1955622
! Min | | 0.01038335] 0.02188564| 0.02717393| 0.009470941| 0.002712997 | 0.06987767| 0.007080374| 0.006838549
L Max | \ | | | 0.3738007]| 0.2933946| 0.1657189 0.4041905 0.1767788| 0.1673435 0.4091223 0.1955622
___AVG | || | | 0.1718288| 0.2223064| 0.1121251 0.2168535 0.0664452| 0.1200766 0.1854384| 0.08024176
i HRizE +=x  |-AEmD..
VY| |mdE mlER | EERE | WERE | AERE
1| | |C|stpR-1 |}T~§$ |-I-ﬁ=i$$ﬁ:ﬁmé£1 0.1825076] 0.655288
2| v | geR-2 TR IR AR | 0.008196825) 0.6104314
3| ¥ |3 | THRE | HHIETER A1 | 0.2427031 04435275
4| v |[]4a40R4 |rurE |HHIERE S | 0.005635325 0.2374835
5| ¥ LIRS | EREE | HHIIRER AR | 0.00589148] 0.3124430
6| | ¥ | saLER-6 | MIIRE TR | 0.2470576] 0.5554485
7| ¥ U AhpR-7 |pwREZs | HRIREARA RS | 0.08824418| 0.5957868
Min| | | | | | 0.005635325| 0.2374835
Max | | | 0.2470576| 0.655288
aveg| | | | | | 0.1114623| 0.4884871
) I I | o120 1617516




32EEMH

Be B 50 ng/mL WRPEXS I i, TESEERE 6 Uk, 5 GEORBE I (B AU AR A B A%k, S5 R T
I

HEER EOLEE LIS £FHSER E0EEE i £ [T SBE BhER i=2% ]
Clv | | miewe |mEmE| wmR [ssmiE| wmR |Ged| eER (sEwE| wme [eawiE| wER | GewE| eER [eeE| weR | GEE| eER [smE| emR | EsnE] s

1| ¥ Vigmmso1|  2.26|603580.30)  2.26{1062748.00) 22675321180  2.26(685214.40|  2.26/3064105.00)  2.26|3273910.00|  2.27|1583325.00|  2.27[2803504.00  2.26|2054838.00|  2.27390929.40

2 VI {EEgs02|  2.26|675032.90|  2.26] 973826.00]  2.26|808438.10)  2.26|674319.40|  2.26|3126906.00|  2.26|3227850.00|  2.26|1786844.00|  2.27[2994688.00|  2.26|2165480.00]  2.27|369342.80

3| ¥ |VImEs0-3|  2.26[661848.60)  2.26|1067772.00|  2.26|772442.60|  2.4[665674.30)  2.26|3023021.00|  2.27|3048735.00)  2.27|1708320.00  2.27|2745008.00)  2.27|2036683.00[  2.27)353123.10

4 V{iEES04|  2.26|62489630|  2.26|1062771.00]  2.26|781583.60)  2.26|650750.30|  2.26|3144636.00)  2.27|2896926.00|  2.27|1760240.00|  2.27[2965002.00[  2.27)2013300.00]  2.27|368316.60

5| | ¥ |v|#EEs05)  2.26|61735340|  2.26/1142734.00]  2.26|800337.40)  2.26(720520.20)  2.26|3228043.00|  2.26|3123709.00|  2.26|1837512.00]  2.27|2767209.00|  2.27|1908457.00|  2.27|391620.20

6| | ¥ |VI{Em50-6| 2.26/63480540)  2.26/1168852.00|  2.26|817234.10|  2.26[663262.90)  2.26|3184116.00|  2.27|3236682.00)  2.27|1772590.00|  2.27|2835231.00]  2.26|2114753.00]  2.27|370788.70

Min 2.26|603580.30] 226 973826.00)  2.26(753211.80|  2.24|650750.30|  2.26|3023021.00|  2.26|2896026.00  2.26|1583325.00|  2.27[2745098.00[  2.26|1908457.00|  2.27|353123.10

Max 2.26675032.90|  2.261168852.00)  2.26(817234.10]  2.26{720520.20|  2.26|3228043.00|  2.27|3273010.00[  2.27|1837512.00|  2.27[2094686.00[  2.27|2165460.00|  2.27|391620.20

AVG 2.26(636260.30)  2.26|1070784.00]  2.26(788874.60|  2.25|678126.60|  2.26|3128471.00|  2.26|3134637.00)  2.26|1741473.00|  2.27|2852104.00|  2.26|2048920.00|  2.27|374020.10

sD 0.00] 27254.13|  0.00] 69060.55)  0.00| 24138.73]  0.00| 22698.29|  0.00] 75547.75|  0.01] 14318230  0.01] 87990.73|  0.00 104291.60|  0.01) 88434.18]  0.00| 14813.67
» RSD
oL

"] ENET A YR T AR RSD LR B I (8] RSD 2J7E 6%A1 0.27% AR K %8 BT
4 &5

ARG TP 10 MU ZRIEMINANE . RS, REBUESE, S5 RK W10 Fp )Y
IR RACE VRIS AL ME REF, MRARE r KT 0,995, THikke AL 6%LLA, b
HE T 2R 2 AR 5C R e IR BUZ T & E SR . A = R mdiis 44ae /1K EXPEC
5210 R4t, wILURHAF5H 10 FhPUIAZ SR B REAT RA THERA B ARl



+. LC-MS/MS =M P HER. N
AHBERNRTERNREE

ZHArvE: (GB/T 22969-2008)

1808

HER, WAHSEREMREERE TR RAIARE, TSRS,
WABE E AT G B AR, N RF IR BT, 2 H TR YT 7 R 2 B A R SR e B
LYW, EEIENE AR TIRIT AR A BEEZRAYN) 2, XK B
B AE AT T R B P, P EEE AR . A SCIRYE (GB/T 22969-2008 43k
MAEGh R R WEARHERMRIERREEINTE BOH G- R EEE) bk, 57
T U B R I v OB il — = DU BT E BRSO E A W R R R . AR R
AR T 87 22k BR 1) DRI L vy RS R R 72

2 I

2.1 fpfEd . WA B

1%#5: ULC 510 # @ oAl e CRARRA —ool s RMias . e B2 reas
FEIEAS) « EXPEC 5210 = 5 PURLAT & BRI

PRdEdh: BERR R AR AR AN FARUE S B PR ERHA R A, F-20Cuk
FEORAE o

R AN R i 2




2.2 JRAIR %A

. FEE (AD 1 0.1%FEKIEH (B)
Bl AH -
Tofs P55 38
g 0.4mL/min
- Athene UHPLC C18 (2.1 x 100mm,
1.8um )
R 20uL
BT[] 7min
LC %4+ Time (min) | A (%) | B (%)
0 10 90
1 10 90
BRIy 1.5 50 50
5 50 50
55 10 90
7 10 90
AT EIS IF & 14X
S 1.1L/min
EIHEFRME 9L/min
MS %4 RS 0.5L/min
TN AIRE 375°C
filf <R = 0.6mL/min
EME 5.2kV

RO 2 SN HEI(MRM), S AL S IR 5% Rk fE L T (CE) 3 S 8UL T 3K

L A

7] FaEES, [nosEs | ESEame EhnsER A A BlfsR b P & E S X Q5 & |ose
[HEFEE ARy ARHAD ETLES FEES O g SEam (0 |- pomam il v mE |
it (amEn  SEeR@ FEfAE SeNAG  @AGE  wand  anE

pl- 552' 26 263,18 0.1 10 3 [t £-tmi £
> |BEE |sez. 26 246 16 0.1 m |45 [ttt i
3 MENEE |s84. 28 26318 0.05 a0 |32 |umit-Unit
4 [mEsEE so4 26 246 16 005 |40 |ss [trni i £
5 [kmER |485 05 163 o1 m |as [t tmi
¢ EmEE |185.08 224 01 10 |22 vmd Ui e

2.3 FEM AT E

Z M (GB/T 22969-2008 Wy FA- b 2. WEHE RN RIMERZEEMNE T
AH BT - BRI E ) .

3 &R

3.1 LRtk R

I MRS 2] — RK B BE R 3 . WS BE B 3 A R T8 %5 3 B AR ¥ T (20ng/mL



40ng/mL. 80ng/mL. 400ng/mL. 800ng/mL), #ZH& FiAJ7 LR, UK HRMEREES 6
TR ALRR(Y),  HARPIRR I T BT B B2 (X) ALK, SR FHAMPRIE S & 5 i A
2k an T B 1-B1 3 Bran. britk it &R ACH € B & T i @ik KW 4 foR, BE 20ng/ml bRt
VEWORRE, $ B S/N=10 AT S/N=3 T e |G PR, 4RI R 1R, ALK MR
KPR 2R G (GB/T 22969-2008 @ikp ML gy b R . WA B EE R R ERILE RN
M5E WOAH E - B BBEVE)

WEHEE: B8 ERTEMRERG &G, HRTE S
v = 1859, 4617x
r = 09996
15
? o1
o
5
=
05
€
0 T 1 T I ] 1 T L] ] EWE
0 100 200 300 400 500 500 700 300 800 ng/mL

1 U R R bR il 2k



iiigsﬁ: s&al. £A T MRAl 5ty R TR

4 v = 616 3504x
r = 0. 9337
500 L)
400 -
&
o
= 300 S
I
=
.
200 <
100 <
Y
0 T T T T T T T T U EZ&E
1] 100 200 300 400 500 GO0 TOO B00 SO0 ng/nl
== —y
Kl 2 R R bR i £
FHEE: =Pl EE TR a, ERE TR
v = B407. 3636
r = 09934
5 4
.
4 4
— 3 4
£
o
=
=
2 4 -
14
a T T T T T T T T T EZ&E
0 100 200 300 400 500 600 700 B00 o0 ng/nl

B3 R0 SR b 2



[— WES — HEERE ——— FHE=
1 947 2.08ed cps
100 :
] _
80 _
] -
&0 -
g ]
2 w0 |
= |
40 3 |
I
30 - |
1 |
20
10 3 A
II".
0 Ry x._ﬁ;‘ﬁ:vw.; - L . .“1 : W T P Hﬂlﬁ_l
1 2 3 4 min
Kl 4 BB R, WEEEE XM RIBE R MRM S ME (20ng/mD
K1 EER. NEEERMNRIRERG L R E =R
75 AR /B S S/N R (ng/mD | EER (ng/mD
1 BER 157 0.45 1.3
2 WEAFEFR 186 0.4 1.1
3 RRHER 177 0.4 1.2
32ERME

S ABLE 20 ng/mL (RIKRFE) , 40ng/mL (HIKEE) F 80 ng/mL Rk L) AN[RI A FE X
P ANESEHERE 6 Ik, FHEARBEI AR AR E SN, S5 R PR,
20ng/ml M WERIA) RSD #/hT 5.42%, {REEESE RSD ¥4/ T- 0.69%.

[m]
)\ﬁn



_ HRiER | VEMER | 2 H&% | 2 FHEF
il sz |t | lsEit | REediEl | LEmEil | {REGEYE | dEmEn
1 EEMMTL-2 2.4831683.01 2.48|13853.48 2.50| 90399.08
2 gFE8HmT1-3 2.48)| 31531.86 2.48| 13620.86 2.50| 85563.80
3 FEEMHM1-4 2.48(31004.93 2.49] 13695.87 2.50| 90832.58
4 EEMMT1-5 2.48| 31245.85 2.48|13634.55 2.50| 87237.63
5 i 5 EEHMT1-6 2.50( 31655.01 2.47|11986.98 2.49| 86007.27
6 o gFEMNE-7 2.51| 27650.08 2.52|12864.35 2.51| 88505.50
Min 2.48| 27650.08 2.47|11986.98 2.49| 85563.80
Max 2.51(31683.01 2.52]|13853.48 2.51| 90832.58
AVG 2.49| 30795.12 2.48| 13276.01 2.50| 88090.98
sD 0.01 1562.63 0.02| 71949 0.01| 2212.34
» RSD
IDL 0.00 0.00 0.00 0.00 0.00 0.00
40ng/ml EE M TP RSD 5/ T 3.76%, LREAES[A] RSD /M 0.20%.
_ HRER ) TEHER Wak | 2 FEEF
Sl FdRNF | RESRdE | e | {REEEYIE | LEEAR | {RESRdE | EEI0
1 EEMMmiT2-1 2.48|70749.45 2.49|22997.64 2.49| 208514.30
2 EEmiT2-2 2.49|67844.40 2.49(24017.50 2.49(204354.70
3 EEHMhT2-3 2.49| 66685.34 2.49(23832.35 2.49|208014.70
4 EE T 24 2.48| 66027.76 2.49| 24266.43 2.49(199827.60
5 ;& EEHMT2-5 2.49|71787.84 2.49|23222.97 2.50| 205353.20
6 v || EEYnT2-6 2.49| 65667.58| 2.50|22726.80 2.49| 194360.80
Min 2.48| 65667.58 2.49|22726.80 2.49|194360.80
Max 2.49|71787.84 2.50]| 24266.43 2.50| 208514.30
AVG 2.48| 68127.06 2.49| 23510.62 2.49| 203404.20
sD 0.01] 2564.87 0.00] 615.13 0.00] 5415.67
» RSD
_ IDL
80ng/ml E & M WEHFR T RSD ¥/NTF 2.97%, FREAITE] RSD #)/MF 0.22%.
__ HRiRR | VEHER | 2 HE% | 2 FE&R
3E3 sei  |fesediE| uwsmEin  [eseedia| wsmEn | fpegedia| dsmEn
1 v EEHMEI-1 2.47|1326798.60 2.48|49784.21 2.48|381588.10
2 V[ EEHhT3-2 2.47|142640.70 2.48(46970.75 2.48|402062.10
3 VI EEHT3-3 2.47|140069.40 2.47(47081.45 2.48|412697.80
4 v [ EE R34 2.47|144356.20 2.48| 49858.45 2.48(389953.30
5 =y =10 3 i e 2.47|148081.10 2.47|48350.09 2.47)|395370.80
6 V| EE M MH3-6 2.47|142473.80 2.47|48864.66 2.471409433.00
Min 2.47|136798.60 2.47|46970.75 2.47|381588.10
| Max 2.47|148081.10 2.48/49858.45 2.48|412697.80
AVG 2.47(142403.30 2.47|48484.94 2.47|398517.50
sD 0.001 3820.27 0.01| 1264.87 0.01] 11854.50
» RSD
IDL 0.00 0.00 0.00 0.00 0.00 0.00

AR I A S 4 (AU [T AR RSD AR B B[R] RSD B4 5.42% 1 0.69% LA K 2 L4



4 2

ARHEE VAR EER . WA RN R ERNE WL, M. REUZSE, 4
REW: BERR. NEAHERN R R ERNVEE N &R, MR KT 0.998,
TN TEAE 5.42% AN, R o BN R U I & [ SObRHEZEOR . (M i REB =i Yefe
JIH) EXPEC 5210 £#4¢, W LI AEhiEaE . A GG R M- RIRE R IT R #Ew
[ FAI -



J\+ LC-MS/MS EMIE4& RS 11 Fh B -32
1B B35
ZH bk (GB/T 22286-2008 FI¥NEMER GRS B -SZREENFIFA B =AINE )

1H1S
B -SZARMAN e BA R CRE R A S IR BRI G R, 1BFR RS o ¥
PUKE” s mEIERL WIS A R AR T R AN S, TR R T R Sh A
. (H2, THRURIL, BRRAEIE R Wi E, EaHES TR iR, rhaEd e
P NNAR, X 9% 35 B A fi R I SR KRB 72 2002 4F,  FRIENS B -2 FI5I
(B F B aE F B2 R A A SPGB o AEZ, I TLAR £ 5 2 4 AU PPN 1 2 45 SRR B
A EVEALH B -2 AR 25 SRR AE
KX Z7% (GB/T 22286-2008 YR VEE v 2 il B -ZAKMSh AR A BRI E) , ]
WU & R A BIR 2 ) A= 7= [ 88 v AU €2 1% - = i DU AT H BB 1% S 5 2 A 11

B - 52 R BEh I 5 e B
2 K

2.1 e WA

1 #%. ULC 510 MR i (BARTE — ol E R Mae . B e s B St rees .
FEIEFE) « EXPEC 5210 = 5 PUARAT £ BE BT A% o

FRUESh: 11 Fl B -32 4K BEh7 (100mg/L T HEE) W H %23, -20°CUKFEIRAT .

WA OHG. B ZRR AW, R ACIEE, SR ral. S aiigat.



P 1 e SRR € i - — L DU BT B I B A

2.2 VBRHAN R 1 k44
%1 MR

N— IKAH A (0.1%H KO FIEHIAE B (0.1% R Z ),
o FEE W i
v 0.3mL/min
R ACQUITY UPLC BEH Cjs 2.1x100mm, 1.7um
FE iR 40 °C
BEFE R 10uL
BATHY[A] 6.5min
LC % Time (min) A (%) B (%)
0 90 10
0.5 90 10
o~ 4.8 20 80
5 0 100
52 0 100
53 90 10
6.5 90 10
sfrhi ESI+
SR E 1.2 L/min
FUEF IR R 6.0 L/min
MS %/ SR 1.0 L/min
FVEFRRE 450°C
SRR 0.55 mL/min (5.03e-3Torr)
EHE R 4.8kV

M AR O 2 S B I (MRM), - AL SV I ES 75t . Ailf e o (CE) S 25U 3% .



X4 Em

N Ed) @ EFR e -
EXER
FokaEth \11# B -2 iaHahi-1
E2EE |
e e Ens
o Fargs S FEE AR TP E2 O Qx5 Q5 eFEE 10501
RES TAIE  4FEE BFE e O] #FimSRE f3HEEm 004 s gmam EGE - EE 0
o I | kanEh  @ETRE FEIAE BENAC) WABE  WHRE  HHE
2 £ 4.5 EST+ MR it 148 0.012 50 20 Vi t-Uni ¢
z T HEEE 240 222 0.012 50 5 Uni t-Uni t
3 ATEEDR 243 151 0.012 50 20 Uni t-Unit
4 A |226 152 lo.017 &0 l1s [tni £-Uni ¢
6 Em i 226 125 0017 50 25 [thni £t ¢
& EEar |202 160 0.01 50 15 [Unit-Unit
T EBHT 202 143 0.01 50 20 Uni t-Unit
5 EWEE 234 160 0.003 50 15 Und t-Uni ¢
9 BHEE 234 143 0,003 50 o5 [Vni t-ni ¢
: 0 2.2 ESL+ m | {Etat SETRE FEFRE HEAWAG) HARE WIEE  a%E
2 Bl 302 164 0.004 50 15 Uni t-Uni t
2 FH4EE 02 |z84 0.004 50 10 |tmi ttmi £
3 HEEE 277 |203 0.004 50 15 |Uni t-tmi ¢
1 mOEE 277 |269 0.004 50 s (tind ttmi £
5 | REEE-0 288 |204 0.004 s0 15 |Uni t-mi t
6 EFiET |367 |z93 0,003 50 15 |tmd ttmi £
7 BiREE 367 349 0,003 50 8 Unit—Unit
8 FEAEIR |02 152 0003 |50 |20 [tind £nd ¢
8 iiéﬁzﬁ‘ﬂa 1302 |284 0.003 50 10 |uni t=tni
10 DS 311 237 0,002 50 15 Uni t—ni t
11 |58 a1 |293 0.002 50 10 [Uni ttmi ¢
12 DEHE |35 |27 0002 50 |15 Ui t-ni ¢
13 | SEH#E 328 217 000z 50 |25 Uni t=Uni t
14 BIEHCHE |33 |24 0,004 50 15 Unit=Uni t
15 BESCHE |23 168 0004 50 30 Uni tUni t

K2 BEFr a2 OS85 Ha il 2 1

2.3 FESLETALEE

FESAT B T30 S E Kb (GB/T 22286-2008 ShY M & i b 2 Fh B -2 AR B4 Eh 71
FREGEIIE ) HBUAE - B R

FREL 2g CRERAE 0.01g) SHEMIFES T SomL &0 F, IO 8mL ZFRMNER, 7o
JHIES), PRI 50 pL B -7 &) bE e BUAE O SE AR NG, WIS, 37 C/KIR/KAR 12h.

NI 100 pL 1) 10 ng/mL AR AR AR S . inas B T /KPR #8595 15min,
B9 10min (5000 r/min) , B 4mL EJEBRIIAGE & 0.1mol/L S & BRI, MR pH
fEF] 1£0.3. 5000 r/min &0 10min 5, F4H LIEREH E SomL B.08 S, H 10 mol/L
S ARV R pH AR 1100 10 mL A SEALENERFI 10mL 4 L BEHEHL, 75 5000
r/min &L 10min, FEEPIK, FAEaEl LEERL 18 40°CRM T AZ S HRT . HEFA
ImL VAR ENAH, HARE], AR, 058 UPLC-MS/MS 707,



3 &R

3.1 ZRMEARE PR

Z W EF (GB/T 22286-2008 ZNPi 1 5t b 2 7 B -2 A4 BN Ik B = 10lE ) S iiAe
RS- IO B A B A A A R, AR S R VAV RS B — RAIREE 11 F B -2
BN FIBMEE W (0.5 ng/mL. 1.0 ng/mL. 2.0 ng/mL. 5.0 ng/mL. 10.0 ng/mL+ 20.0 ng/mL-
50.0 ng/mL), &M BIRTVERERE, DA% H AR E B B - il i I AR S A AR IR 8 B BT
WETIRZ L (YD NHAAR,  HARPIFR A B ik B O AL AR, R A& S
bRt ] 3 o, Ak i AR A R R E B T B A ] 4. A PR R T £
WAL S Bs . K BE 0 2R B AR 20T, 4 S/AN=10 F1 S/N=3 T} 5 5E & PR IR,
SRR 3 fion. HASEIGHIR HER5E AT & (GB/T 22286-2008 sh4 it & i h 251 B -2
BBk B = AIE ) IR

DTREE: T8, BRT AR 10 #RTINE WA MBRL RE T B TS, RTINS
Uy =0.9948x +0.3319 v= Ug;’:“ et
r =0.9999
50 4 50 ]
40 ]
B x
=] £
20 4
10 4
0 r . . . : T B o : ; ; —
0 10 20 30 40 50 80 ng/nL 0 10 20 30 a0 50 60 ng/al
EBNE: 108 #ATBE0 S #ATMS BAWE: MR8, #8708 S #ATME
30 y = 0.5045x — 0. 1555 v = 0.8805x + 0.4064
T = 0 9964 50 | r = 09997
25
20
= = X
®, 3
= =2
= =
T TE R
30 40 50 60 ne/mL ] 10 20 30 40 50 80 ne/ml
RoHE: MRS #ATIMEE S #ATIME R E: 14B8I, #ATEEG S #ETE
¥y = 0.9230x + 0.0277 ¥ = 0.4557x + 0.0874
r = 0.9996 ¥ = 09996
s0 ] 25
‘L
T N B 3
o 5 60 ng/ml 0 ng/ml




FRAEE: R #R TR e #ATE
y = 0_7264x + 0399
r =0.9998
40
£
=
E
S 20
10
fi,
0 T T HE
o 10 20 ] 40 50 60 ng/al

SENE: R8I #AT B TS, #RTI NS
¥ =3.3970x +0.4873

200 4 ;"= 0.9981
150
£
= 100 4
=
.
50
o T T RE
o 10 0 30 40 50 80 ne/al

RELLHE: MRS #A TR i, #RATI S
¥ = 1.9484x + 08689

r = 0.9999
100 4
80 4
=
]
=
40 4
20
o ™ ™ T T ™ T IR
] 10 20 30 40 50 60 ng/ml

DRHE: BB AT EB TS, #RTIE
v 852

= 2.5249x + 0.4
= 0.9998
140 ]
120
100 J
Z w0
o |
P
20 ]
o - T ™ T T
0 10 2 » % %

RERCHE: EBL #BTHE e AT
¥ = 0.7316x — 0. 1385

r = 0.9990

B3 11 B -2 AR Bl A b iih £
311 B - ARIAN A H IR E B IR

i e/ R S/N fr PR Cug/kg) EEMR (pugkg)
1 W Rz 45 0.02 0.06
2 5 A A bk 87 0.01 0.03
3 JE BT 32 0.02 0.08
4 FEATRE S 99 0.01 0.03
5 v % L 63 0.01 0.04
6 TSRS 41 0.02 0.06
7 RATRES 37 0.02 0.07
8 R N 1 143 0.01 0.02
9 ik 109 0.01 0.02
10 Ly 115 0.01 0.02
11 RS 54 0.01 0.05

T SRE
80 ne/ml



1% @ 4% sta2 ESI+ TIC CV:50V CE:20V T BEESD3 MRM:243-2151
E;ﬁoﬁ 131 2.55e5: cps
j 2.20 min
Z 1 025 049065 o09s 119/\ 156 182 217 :
= 1 T T T T adia
0 1 2 3 4 min
11%h @ (3 5 std2 ESI+ TIC CV:50V CE:20V AT §RES MRM:240->148
E T 132 2 54e4 cps
® 100 ¢ 2.20 min
2 . 3 014 0.34 052 069 094 113 fL 1.56 186 213
& f T T T T i
0 1 2 3 4 min
11%h [l P $& std2 ESI+ TIC CV:50V CE5V AT BEEE MRM-240-222
fﬁgﬁ 132 1.12956! cps
1 .20 min
@ o, 1 0.19 0.35 067083 102 121/\ 140 170 183
= E: T T T T Bdid
0 1 2 3 4 min
115 (@ P3$& std2 ESI+ TIC CV:50V CE:15V ARtk MRM:226-=152
EREF 134 4.79e4 cps
® 100 7 2.20 min
2 10_09 028 048064 094 1.10 162 1.9 2.06
= t T T T T i[=)
0 1 2 3 4 min
11%p /@ 3 $5 std2 ESI+ TIC CV:50V CE:25V H ik MRM:226-125
B FST 134 7.54e3 cps
® 100 | 220 min
# _i 016 039 066 089 1.10 /‘Lug 165 1.84 2.00
-E -= T T T T ﬂﬂ
0 1 2 3 4 min
113 [ (41 4% std2 ESI+ TIC CV:50V CE:15V E24 E MRM:202->160
ERR 150 2.07e4 cps
® 100 f 2.20 min
Z g -i 015 043 063 086 106 1.36 f\_ﬂ,es 193 247
‘E: — T T T T ﬂﬂﬂ
/] 1 2 3 4 min
117%h {8 4 # std2 ESI+ TIC CV:50V CE:20V E24 T MRM202-2143
HEF1 150 1.33e4 cps
£ 100 f 2.20 min
& ] 024 048 065 091107 137 /\ 174 200 217
g t T T T T Hjﬂ
0 1 2 3 4 min
1170 {8 (94§ std2 ESI+ TIC CV:50V CE:15V 4 E MRM234->160
EREiR 104 5.47e4 cps
# 100 220 min
# 4 1 0.21 041 063 097 122 147 164 2.08
g _: T T T L] Hjﬂ
(V] 1 2 3 4 min
11%h @ P1 4% std2 ESI+ TIC CV-50V CE:25V EHHEE MRM 2342143
B HiFE 104 2.11ed cps
® 100 ] 2.20 min
2 1 017 058 096 116 137 155 /\2 06
R : : . , K
[+] 1 2 3 4 min
1150 I /9 4§ std2 ESI+ TIC CV:50V CE:15V 524 MR MRM:302->164
ERir1 9.28e4 cps
# 100 4.50 min
& 4 } 210 2.99 3.93 426 445
= 1 T T T T Riig]
0 1 2 3 4 min
119 [ 34§ std2 ESI+ TIC CV:50V CE:10V F4 MEE MRM:302->284
E R 1.06e5 cps
£ 100 235 4.50 min
o, } 217 254 308 327 348 380 412 428 4.45
‘; T T T T T HTJ
[+] 1 2 3 4 min



113 [ 48 std2 ESI+ TIC CV:50V CEA15V # 44 E-D9 MRM:286->204
ﬁhﬂ 250 3.84e4 cps
100 p 4.50 min

E 1 207 237 /\ 277 3.09 3.25 357 381 403 428 440

E T T T T T Hﬂﬂ

0 1 2 3 4 min

117 @ ] 4% std2 ESI+ TIC CV:50V CE:15V FHEHE MRM277-2203

EFEE1 260 4.13e4 cps

# 100 g 4.50 min

& 1 217 246 f\ 276293 313 338 359 379 396 430 448
z ! . . . T LE(=]
0 1 2 3 4 min
¥ P94 std2 ESI+ TIC CV:50V CE:5V = E MRM277->250
fﬁf;om 260 2.11e4 cps
1 4.50 min
z } 219235 f\ 275 304 320 357 380 407 43977
g T T T T T Hjﬂ
0 1 2 3 4 min

1% @ P48 std2 ESI+ TIC CV:50V CE:15V BT MRM367-2203

E R 275 2.15e4 cps

g1 ' 4.50 min

Z } 205 233 254 /\_ 294310 330 357 387 407 425 445
e + T T g T BiE
] 1 2 3 4 min
1% [ P48 std2 ESI+ TIC CV:50V CE:8V BT MRM367-2349
5;50?1 275 i 328.2?e4 cps
£, ] _ 222 284 /\ 205 3 a7 amam AT
g %1 T . . - Bl
0 1 2 3 4 min

1% 14§ std2 ESI+ TIC CV:50V CE:20V T EFAR I MRM:302-150

HEF 279 4.13e4 cps

® 100 ; 4.50 min

£ } 212 250 /\2,93 321 345 377 413 438

‘; T T T T T ﬂjﬂ

0 1 2 3 4 min

117 £ B 4§ std2 ESI+ TIC CV:50V CE: 10V FAFAET I MRM:302-284

Eﬁhﬂ 279 1.24e5cps

® 100 4.50 min

F } 214 235 264 [\ 308 328345 363381 399 428445

g + T T T Bid

0 1 2 3 4 min
113 [@ 7 4% std2 ESI+ TIC CV:50V CE:15V B E MRM:311-2237
EFEiF 2385 1.13e5 cps
® 100 ; 4.50 min
E 3 216 242 264 /\ 3.04 336 360 388 413 442
E T T T T T H#ﬁ]
0 1 2 3 4 min

1130 8 48 std2 ESI+ TIC CV:50V CE:10V D4 E MRM311--293

f ;ﬁod“ 1.22e5 cps

24 427 0 min

g } 212 235 267 2%° 302 320 339355 [\,\f,QV_A/\_,\

E : T T . Adia

0 1 2 3 min

11%h @ (9 $& std2 ESI+ TIC CV:50V CE:15V Qﬁﬁg MRM:325-=237

EEfT1 204 1.84e5 cps

® 100 : 4.50 min

=~ } 210 237 268 291 /\ 332 356 376 414 438 )

g T T T T H?ﬂ

0 1 2 3 4 min

11%bh @ 4 5 std2 ESI+ TIC CV:50V CE:25V DS MRM 325-2217

ERiFE 3.04 4.07e4 cps

® 100 | 4.50 min

g o 3 207 238 259 286 /\ 331 350 330 398 4.40

E : T T - T At

0 1 2 3 4 min

11%h [ P9 $& std2 ESI+ TIC CV:50V CE:15V HBEFEHEE MRM323-249

ERiE 267 3.56e4 cps

® 100 ; 4.50 min

H } 209 226 247 [\ 301 326 357 375 406 430 448

E T T T T T 1)

0 1 2 3 4 min

1% [ A #% std2 ESI+ TIC CV:50V CE:30V BHECHES MRM:323--168

ERiE 267 2.09e4 cps

® 100 j 4.50 min

&, 3 207 229 252 /\2,?9 303 333 354 378 408 A4

E : T v 7 T i

0 1 2 3 4 min

B4 11 F B -SRI be i i 2 B A i & (1.0 ng/mL)



4 AZ=H-1 ESI+ TIC CV:50V CE:15V

E#1$ T MRM:234->160

- 5.24e2 cps
F 1004 o544 051 197 547 2.20 min
'é 0 }_J\,*_,—\-\_.‘\.-r\._-’)\\,n_/\ A VNS LA N ‘E""- A T T Hﬂﬁl
0 2 3 4 min
4 W% H-1 ESI+ TIC CV:50V CE:25V EMHH S MRM:234->143
£ 100 064 004 2.1 3.3232e§ cps
[ 0.14 4 - .20 min
Z Ln Mo\ f\_/\’
£ 07 . - : £l
0 2 3 4 min
4 FIZEAH-1 ESI+ TIC CV'50V CE: 15V ¥4 O MRM302-2164
s 273 5.07ed cps
g ® ] 287 4.50 min
) ] 203 236 254 ; 343 336 361 394410 427 444
g T T T T ﬂjﬁ.l
1] 2 3 4 min
4 P A-1 ESI+ TIC CV:50V CEX10V F7% O MRM302->284
&= 1.39e3 cps
g 100 } 204 253 273 312 55, 359 3R 424 44750 min
Z
-2 ! T T T EiEl
0 2 3 4 min

BIZ=H-1 ESI+ TIC CV:50V CE:15V

_.
° 8
st

BOHE MRM:277-203

357 4.29 ] 31€3 cps
A 378394 -%Z,SOmin
214 2.34_,.%'§L 277 307 345 (S PoAA AN

4
g
Z R L T ey WA i e AN S
= . : — . ——— @il
] 2 3 4 min
4 PIZER-1 ESI+ TIC CV:50V CE:5V =L E MRM 277259
- 357 1.03e4 cps
# 100 N 377 438450 min
£, 212230 258 286 306 336 [\ T 398 AL
-2 T — T T Bdiél
L] 2 3 4 min
4 MZEB-1 ESI+ TIC CV:50V CE:15V B E MRM:367--293
ey 396 400 8.25e2 Cps
% ‘W} 210 231 252 275 297 348 365 427 450min
g 04 — T — B
0 2 3 4 min
4 PJZ= -1 ESI+ TIC CV:50V CE:3V BHHFE MRM:367--349
= o 47500e4 cps
¥ } 924 251 204 195 357 391 4.50 min
z ° 3 T - : BE
0 2 3 4 min
4 MZER-1 ESI+ TIC CV:50V CE:20V A58 Bk MRM:302->150
£ 100 237 1.30e3 cps
" : :
& } 222 (\ 251267 289 311328 345 367 300 409 426 0™
z } i - . B
o 2 3 4 min
4 WZEB-1 ESI+ TIC CV:50V CEA10V FRHENEE MRM 3022284
5 4e3 cps
= . 3 210 2 954 279 308 . 346 3T 415 4dGi0
=
g %3 ; ; . B
o 2 3 4 min
4 M= H-1 ESI+ TIC CV:50V CE15V DA E MRM311-2237
—- 4 1ed cps
& 100 ‘»4.50 min
Z 4 } 2.14 249 278 303 324 342 363380396 416 N
& T T T T :p{=]
/] 2 3 4 min
4 @& 81 ESI+ TIC CV:50V CE-10V D E MRM 311--293
- 383 7.21ed cps
® 100 - 429 4550 min
E ] 212 243 260 287 305 332 386 [N\ 407 N\ 445
= T T T — RiE
0 2 3 4 min



4 M= [Q-1 ESI+ TIC CV:50V CE:15V D&% S MRM 3252237
2 100 332 1.00¢3 cps
£ 3 210 944 289 351 376 414 433 450 min
= .
E %9 . ' : : Bl
1] 1 2 3 4 min
4 A% 8-1 ESI+ TIC CV:50V CE:25V SE# T MRM:325--217
@ 48 240 270 shp 998 & 57 3%1!?{?;?:
= \ 286 _\ 390 407 430
é 0 - L_"‘J"_d WS Vo \_. et VN
F } T T T (=)
0 1 2 3 4 min
4 W% H-1 ESI+ TIC CV:50V CE: 15V BEEE G E MRM:323-5249
i 6. 3132 cps
£ 100 ] 247 271 289 318335 352 371 393 o 44480 min
2
E Q3 . T - - B8
] 1 2 3 4 min
4 P& -1 ESI+ TIC CV:50V CE:30V BHEFEHEE MRM323--168
£ 100 203 2,68 302 39 32 . 333 5762 cps
b= - 237 f 3. 42 362 4.05 450 min
B N AN VWA ﬁ, VA e AR e
= T T T T ajﬁl
0 1 4 min

K5 ﬁFI’A‘]?E%Iﬁ%?ﬁJ‘E@%@

32EEMH

ﬁj\

43I E 0.5 ng/mL 1 2.5 ng/mL A1 10 ng/mL A7) ¥ & %if 18 BESHRE 6 IR, 5

vy HH »
SR BF I (R AN M N (K B, S5 SRR AR .
0.5 ng/mL =& P . {7 57 B[] AT A X4 AR ) RSD B 43 HI7E 0.00%-0.59% 11 3.27%-8.98% 2 [H] .

STRmED:

| tantismia | msmdiE | dsmin

2EHE

» 1
2 v | 1B R AENRI0.50pb-2 | 11FRB-BHkENTIMEE0. 5ppb 1.24 48074.12 0.21 1.24 | 231308.90 1.24[44972.13 0.19 1.38] 19643.97 0.04
3 v 11%hB-ER{Hthil0.5ppb-3 | 113hB-EHtrzhilehéf0.5ppb 1.26| 51638.76 0.20 1.24| 256685.00 1.24| 50400.32 0.20 1.38] 24304.46 0.05
4 v | 1B EEAMENI0.5ppb4 | 1 1KRB-EkENHIEEE0. 5ppb 1.25| 51650.16 0.21 1.24 | 240712.60 1.24 40688.82 0.21 1.30| 23838.05 0.05
5 v |1 11hB-EE 0. 500b-5 | 11¥hA-ER M ENIRE0. 5ppb 1.25 50065.20 0.19 1.24| 265265.60 1.24| 50015.80 0.19 1.39] 23687.75 0.05
6 ¥ |7 11%hB-Epatahin0.5ppb-6 | 1 1¥RB-ERhahslRiE0. Sppb 1.25| 53907.19 0.20 1.25| 270359.00 1.24| 49727.40 0.18 1.39| 25679.82 0.05
Min 1.24 48074.12 0.19 1.24 | 231308.90 1.24|44972.13 0.18 1.38] 19643.97 0.04
Max 1.26 53907.19 0.21 1.25 270359.00 1.24 50400.32 0.21 1.39] 25679.82 0.05
AVG 1.25| 50888.67 0.20 1.25| 251441.30 1.24|48342.18 0.19 1.3923351.17 0.05
SD 0.01| 1982.40 0.01 0.00] 15150.32 0.00{ 2517.81 0.01 0.01| 2028.97 0.00
RSD 0.42 3.90 4.30 0.27 6.03 0.27 5.21 4.38 0.59 8.69 7.13
DL 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
) =k —— I _ mewE GAS R _ mmuE
[t g EEHE pandial | ugmin [tevmismin | menia | emin | edewio | e | wee | o] ek e

1
2 ¥ | 11#hB AR HENHI0.5ppb-2 | 1 1RhBAS N ENIRREE0. 5ppb 1.89| 77756.34 0.17 2.61| 104804.40 0.22 2.60| 469771.50 2.75| 30273.50 0.06)
3 ¥ [ 11#B-Ei8rahiI0.500b-3 | 11#hB-BEtME mIMRER0.500b | 1.89]75692.38 0.15 2.61| 112669.50 0.22 2.60| 509148.20 2.75| 29944.40 0.06]
4 ¥ | 11FpBESMEhFI0.500b-4 | 115hBASHHENTIREEE0. 500 1.90| 83086.54) 0.18|  2.61]103650.20 0.22 2.60| 473485.80 2.76| 29541.33 0.06|
5 ¥ || 1 1RhBE A HENI0.5ppb-5 | 1 1WhBERHHENFIHAER0.5ppb 1.90| 94275.05/ 0.18|  2.61]100865.90 0.21 2.60| 524056.50 2.75) 33925.24 0.06)
6 v 11%hBE{ksahinl0.5ppb-6 | 11#hBAEHliEhs IR0, 5ppb 1.89| 90140.29 0.18] 2.61 109876.20 0.22 2.60| 506975.60 2.75| 32446.59 0.06
Min 1.89| 75692.38 0.15 2.61| 96148.04 0.19)  2.60]469771.50 2.75| 26649.04 0.05
Max 1.90| 94275.05 0.18 2.61| 112660.50 0.22]  2.60] 524056.50 2.76| 33925.24 0.06|
AVG 1.89| 84720.58 0.17 2.61( 106169.00 0.21 2.60| 497020.90 2.76( 30463.35 0.06
sD 0.00| 7216.30 0.01 0.00] 5971.48 0.01 0.00] 21336.82 0.00| 2514.85 0.00
RSD 0.24 8.52) 6.89]  0.00 5.62 5.27 0.00 4.29 0.14 8.26 7.23
- oL 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00

. _FRERER - _ FRARR __ oEsE |  SENE _Afmens

EAES SR =% fgpsgriE | wem0 | Evnusi | esnvi | ww |iewismin | eeeva | uemn [ seviemie | e | waEi | e

1
2 v | 1156 Sppb-2 | 1 1AB S HENHIEREE0. 500D 278 50533.14 011  2.87]185242.80 033  3.07|212924.10 0.45|  2.68]58418.67 0.12
3 ¥ [ [11¥hB-S M0 50pb-3 |1 1¥hB-SitHEIARA0 Sppb | 2.78]52233.95 0.10|  2.87|171627.30 0.34|  3.08186866.10 0.37|  2.68|56952.07 0.11
4 v [0 1188 5ppb-4 | 114B-EE A ERSIEELED Sopb 2.78| 47881.80 0.10]  2.88|171231.60 0.36|  3.08]194669.90 0.41)  2.68]60205.90 0.13
5 \ 113pB-SFdzhi10.5ppb-5 | 115pB-SEzhHIhiE0.5ppb 2.78| 48504.90 0.09 2.87 | 186552.50 0.36 3.08| 201668.70 0.38 2.68| 68722.44 0.13
6 LIS 5ppb-6 | 1 1¥BEFHEMERTIEEEED. Sppb 2.78| 55026.19 0.11|  2.88|178898.90 035  3.08|234479.80 0.46| 268 63650.71 0.13
Min 2.78] 47881.80 0.00]  2.87]171231.60 0.34|  3.07]186866.10 0.37]  2.68]56952.07 0.11
Max 2.78] 56654.24 011  2.88]199390.50 040  3.08[234479.80 0.46] 2686872244 0.13
AVG 2.78| 51805.72 0.10 2.87(182157.30 0.37 3.08| 206102.60 0.42 2.68( 62298.36 0.13
sp 0.00] 3520.63 0.01]  0.00] 10646.04 0.02|  0.00] 16566.33 0.04| 0.0 4553.17 0.01
RSD 0.00 6.80 699 017 5.84 6.75| 013 8.04 so8| 0.0 7.31 5.80
- DL 0.00 0.00 0.00]  o0.00 0.00 0.00] 0.0 0.00 0.00] 0.0 0.00 0.00




Hafs E

vl SRS [ EEE waeE| wEn |EsEn
3 1
2 v ‘11#5-‘;‘#}!&)}%!}0.@9!!-2 11%hB-S ik B 0. 5ppb 2.32( 94197.20 0.41
3 x 11%pB- 8z Sppb-3 | 11%5- Z Sppb 2.32| 95888.91 0.37
4 h 115B- i Sppb-4 | 11B- i, Sppb 2.32| 96004.88 0.40
5 v 116 z Sppb-5 | 1156 g Sppb 2.32| 103904.10 0.39
6 v 115 5ppb-6 | 11¥hp- Sppb 2.32( 108556.30 0.40
Min 2.32( 93170.57 0.37
Max 2.32( 108556.30 0.41
AVG 2.32| 98620.33 0.39
SD 0.00 6167.77 0.01
RSD 0.00 6.25 3.27
DL 0.00 0.00 0.00
2.5 ng/mL 55 P ;5 B4 s JE) FAF X6 T AR ) RSD R4 I 7E 0.00%-0.50% 1 2.41%-6.90%2 [7] .
‘ . #REE — PTEE WTHED whid | EEHE ]
tr SR EBAk panid| EEe |Eveme | eea| eme | eeoE| wen e | redE| s e
1
2 » 113hB-EF ik dah3I2.5ppb-2 | 1150B-ik#ehFIReE2.5ppb 1.26( 268991.20 1.07 1.25| 250368.70 1.25| 233741.00 0.93 1.39| 121802.60 0.25
3 r 11#hB-E5{F:4ER2.5ppb-3 | 117hB-Zk Hizhslghig2.5ppb 1.25( 259388.70 1.05 1.24| 246327.00 1.24| 222503.00 0.90 1.38| 124505.60 0.27
4 ¥ 11%hB th#l2.5ppb4 | 11FpB-SiF HE 2.5ppb 1.26| 267273.50 1.12 1.25| 238854.70 1.24| 217987.60 0.91 1.39( 122542.20 0.27
5 bt 11FB-S i ENFI2.50pb-5 | 1 1FhB-SiEdEhHIHhEE2.5ppb 1.26| 281967.50 1.16 1.25| 244042.60 1.24| 206740.40 0.85 1.39| 116688.80 0.25
6 Y 113hB-EF i dizh3I2.5ppb-6 | 1 15hB-Zoi HEhilRhet2.5ppb 1.27( 274410.80 1.07 1.26| 256491.00 1.25| 234679.80 0.91 1.39| 122675.80 0.27
Min | 1.25| 259388.70 1.05 1.24| 238854.70 1.24| 206740.40 0.85 1.38( 115439.90 0.25
Max 1.27| 281967.50 1.16 1.26 | 256491.00 1.25| 234679.80 0.93 1.39| 124505.60 0.27
AVG 1.26| 268935.50 1.09 1.25| 246971.70 1.25| 221801.80 0.90 1.39| 120609.10 0.26
Sb 0.01 8340.34 0.04 0.01 5975.60 0.01| 10903.18 0.03 0.01 3652.53 0.01
RSD 0.50 3.10 3.62 0.42 2.42 0.50 4.92 3.48 0.49 3.03 3.85
DL | 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
i : =8 EfiE REHE REHE-D9 E ke d
v | HHE A | =B pgna| wn | Eveme | eeia | e [ | e e |eswie] eee [Enees

1
2 5 d 1150B- 3 th8EhT2.5ppb-2 | 1150B-StkBEhTIEE2.500D 1.90|429912.80 0.89 2.61| 483830.30 1.01 2.60| 480556.20 2.76| 160749.20 0.33
3 h 11%0B-FHahi2.5opb-3 | 115pB-HihHahiIE2.5opb | 1.89]431110.90 0.94 2.61| 495955.50 1.08 2.60| 459802.00 2.75| 146397.00 0.32
4 v 11¥0B-FhEhi2.5opb4 | 11¥BFiHE 2.5ppb 1.90|410818.20 0.90 2.61| 505826.10 1.11 2.60| 455828.50 2.75| 124929.60 0.27
5 v 11¥hB-EhiEh#2.5ppb-5 | 11 ktizhiIeai2. 5000 | 1.89(420090.10 0.88 2.61| 507624.90 1.07 2.60| 475767.50 2.75| 143750.30 0.30
6 * 11¥hB-EF4izh32.5ppb-6 | 1B E#zhsRLE2.5ppb 1.90| 427131.90 0.93 2.61|492933.60 1.07 2.60| 459737.20 2.75| 149334.70 0.32
Min 1.89| 399253.50 0.88 2.61|472568.20 1.01 2.60| 447155.00 2.75| 124929.60 0.27
Max 1.90| 431110.90 0.94 2.61| 507624.90 Rl 4 2.60| 480556.20 2.76| 160749.20 0.33
AVG | 1.89|419719.60 0.91 2.61|493123.10 1.07 2.60| 463141.10 2.76| 144785.20 0.31
SD 0.00| 12544.64 0.02 0.00| 13331.07 0.03 0.00| 12605.37 0.00| 11618.83 0.02
RSD 0.23 2.99 241 0.00 2.70 3.17 0.00 2.72 0.14 8.02 6.90
DL 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
— HRIEE B | ERABIE [ BT | e | BEECHE |
¥ 8 ; fRERiE | WD | AEUSEED | (RRRYIE) | SRR | {ETIGTEID | RERRIE | D SRS | REEYE| SR | AERdSED
» 1
o A4 113hB-E5 3 #izhi2.50pb-2 | 1 1FhE-ER (RN IfEE2. 5ppb 2.78| 264698.80 0.55 2.88| 744491.00 1.55 3.08| 945415.80 1.97 2.68| 295313.20 0.61
3 \ 113hB-25 3 8zh712.5ppb-3 | 119 B-SFihahi k2. 5ppb 2.78| 263798.30 0.57 2.87|774321.30 1.68| 3.08| 958792.60 2.09 2.68| 278095.80 0.60
4 & 11%B- zhil2.5ppb+4 | 11%B- z 2.5ppb 2.78| 276004.10 0.61 2.87| 829186.10 1.82 3.08| 915694.80 2.01 2.68| 294999.30 0.65
5 v 11985 Sppb-5 | 11k HHE 2.5pph 2.78| 250537.40 053 2.87|742253.70 1.56 3.07| 875134.70 1.84 2.68| 271294.90 0.57
6 ¥ 115B-5 Sppb-6 | 11¥hB-F{F 2.5ppb 2.78| 274289.70 0.60 2.88| 788380.10 1.71 3.08| 899869.10 1.6 2.68| 286629.50 0.62
Min 2.78| 250537.40 0.53 2.87|742253.70 1.55 3.07|875134.70 1.84 2.68| 271294.90 0.57
Max 2.78| 276004.10 0.61 2.88| 829186.10 1.82 3.08| 958792.60 2.09 2.68(295313.20 0.65
AVG 2.78| 265492.30 0.57 2.87| 774292.80 1.67 3.08| 921578.30 1.99 2.68| 284528.50 0.61
SD 0.00f 9149.04 0.03 0.01]| 32180.01 0.10 0.00| 30934.26 0.09 0.00 9596.75 0.03
RSD 0.00 3.45 5.25 0.18 4.16 6.16) 0.13 3.36 4.69 0.00 3.37 4.23
DL 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
. HEEE ERHER
[t]v] ] fr g | EB5E Rugndial| wemi | tErikemin
» 1
2 v 11FhB-AS a3 2.5ppb-2 | 113hB- i #hsE 2. 5ppb 2.32| 460303.60 1.84
3 b 11FRB-EE M MEDI2.-500b-3 | 114RB- 35 MEDTIRRES 2. 50pb | 2.32| 474710.50 1.93
4 v 115hB-E5th8ENHI2.5ppb4 | 115 kbEnIdaEE2. Sppb 2.32| 469321.50 1.96
5 ¥ | [ 1150BESENEI2.500b-5 | 1B HETIsEE2.500b | 2.32]471143.00 1.93
6 v 11FB-EE A ENTI2.5ppb-6 | 1156 2.5ppb 2.32| 476654.50 1.86
Min 2.32| 460303.60 1.84
Max 2.32| 476654.50 1.96
AVG 2.32| 470254.40 1.90
SD 0.00 5696.28| 0.05
RSD 0.00 1.21 2.50
DL 0.00 0.00 0.00

10.0 ng/mL & M. {7 B B (AL FAR XS U THT AR 1) RSD B 43 HI7E 0.00%-0.51%F1 2.54%-4.91% 2
[F]



H BRI, 2TV

3.3 nprEIE

FE AT A . INFRIREE 4338 0.5 ng/kg. 2.5 ng/kg. 10 png/kg M1 25 ng/kg, HANKETAT 3

OGS, FTRE R AR 4 Fs.

FE R, Rl K .

R4 TnbR IR SLaR 45

| ) HRER DT RS T RAED3 AR EEHE
HERE ERF {REERdiE | AR | {ERfUSTEI0 | (RRERYIED| AGWAD | fRRRELE| G0 | iEREmD | {pEREdEl| WEER | ARRduSEAD
!
2 ¥ | 10ppbiRiT2 | 11#B3EMHENTIEEE 1 0ppb JomsDat 1.24| 1483586.00 4.00 1.24| 371318.60 1.24 1502880.00 4.05 1.38| 680894.90 111
3 ¥ || 10ppbifAR3 | 11HhBRHEHENIRA4E10ppb. lcmsDat 1.24 | 1494372.00 3.91 1.24] 382237.20 1.23| 1448177.00 3.79 1.38| 665930.40 1.05
4 10ppbrfidF4 | 11¥RB-E51E Hiahsilihis 10ppb.lmsDat 1.24| 1503588.00 3.99 1.24| 376972.70 1.24 1560942.00 4.14 1.38| 681679.80 1.15
5 ¥ |1 10ppbiRARS | 11FRB-E5M NEN IR 10ppb. lomsDat 1.25| 1487054.00 4.05 1.24| 367093.90 1.23| 1480483.00 4.03 1.38 699095.40 1.22
6 ¥ ||| 10ppbiBAR6 | 11hB-ERHEMENTIRALE 1 0ppb. lcmsDat 1.25| 1428575.00 3.72 1.24| 384483.30 1.24| 1484075.00 3.86 1.39| 663653.20 1.13
Min 1.24| 1428575.00 3.72 1.23] 366599.90 1.23] 1444291.00 3.79 1.35] 663653.20 1.05
Max 1.25| 1503588.00 4.05 1.24] 384483.30 1.24] 1560942.00 4.14 1.39 699095.40 1.22
AVG 1.25 1473161.00 3.93 1.24] 374784.30 1.23] 1486808.00 3.97 1.37| 675939.90 1.14
SD 0.00| 30493.91 0.12 0.01] 7649.09 0.00| 42665.40 0.13 0.01] 13988.05 0.06
RSD 0.35 2.07 2.98 0.51 2.04 0.37 2.87 3.29 0.83 2.07 4.85
L 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
) #RRE BIHE HEHE FOHED Wit
[} | semwer | SRR ER5% fRegRdiEl | D | dEndie | esedia | usAEn | tepdusio | eeediE | e [ mseie)| wemi | Entisdmn
1
2 ¥ | ¥ 10ppbiBAT2 | 20210604-11kh B 8ENR] | 1 1FhB-HkahTIEEE10ppb.lcmsDat 1.88| 2167256.00 3.54 2.60| 2362640.00 3.86 2.59| 611441.90 2.75| 597239.10 0.08
3 ¥ | ¥ "RAT3 | 20210604-1 16 BE(ERIENFI | 1135 E lcmsDat 1.89(2118435.00 3.35 2.60| 2265203.00 3.59 2.59| 631507.20 2.75| 628076.50 0.99
4 ¥ | 10ppbiEiT4 |20210604-11 %P thlahH | 1Bt EHIdEE10ppb.lcmsDat 1.88| 2067330.00 3.48 2.60| 2316179.00 3.90 2.50(504153.10 2.75| 608387.30 1.02
5 ¥ | ¥ | 10ppbiBATS |20210604-11F0BERAGENR | 115hB-EF Mz FIRALE10ppb. IcmsDat 1.89 2035156.00 3.56/ 2.60| 2210396.00 3.87 2.59| 570919.30 2.75| 541394.40 0.95
6 ¥ |7 | 10ppbiiF6 | 20210604-1 1KhBEHMENHI | 1 1KB-S i MahiIEE10ppb.lcmsDat | 1,89 1977006.00 337|  2.60]2125480.00 3.62|  2.59[567485.20]  2.75]577793.40 0.98
Min 1.87 | 1977006.00 3.35 2.60| 2125480.00 3.59 2.59| 570919.30 2.75| 541394.40 0.95
Max 1.89 2167256.00 356  2.60]2362640.00 3.00)  2.59[631507.20]  2.75 628076.50 1.02
AVG 1.88 2061962.00 3.46) 2.60| 2253174.00 3.78 2.59| 596299.50 2.75| 586698.00 0.98
D 0.01] 71143.88 0.09] 0.00] 8298171 0.4 0.00] 2187045  0.00] 30989.69 0.03
RSD 0.36 3.45 2.55] 0.00 3.68 3.69 0.00 3.67 0.00 5.28 2.54
DL 0.00 0.00 0.00] 0.0 0.00 0.00]  0.00 0.00]  0.00 0.00 0.00
- FRIES ]  EEAmE | DS  DERE BRECHE i
v PR EEE e | e et | ewedia | wmn [ | eeeE | e e | seeE] wme | e
1
2 b 20210604-1 1¥hB52 (R M20FI | 113 B2 iR EhTI#EEE10ppb.lcmsDat 2.77| 1613776.00 2.64 2.86| 3865989.00 6.32 3.06) 4229888.00 6.92 2.67| 1241582.00 2.03
- ] b 20210604-1 Ehl | 115 ahIshE10ppb. lemsDat: 2.77| 1526685.00 2.42 2.86| 3796703.00 6.01 3.06| 4399482.00 6.97 2.67| 1319932.00 2.09
4 20210604-1 B YENH] | 1150B-E8EEMENFIRREE10ppb.IcmsDat 2.77| 1536185.00 2.59 2.86/ 3704179.00 6.30 3.06 4056460.00 6.83 2.67| 1342013.00 2.26
5 ¥ 20210604-1 1B {HHENT | 11¥hB-5EE8EhHIRREE 10ppb.IcmsDat 2.77 | 1448634.00 2.54 2.86| 3639182.00 6.37 3.06| 4366296.00 7.65 2.67| 1256773.00 2.20
6 ¥ | V| 10ppbiR476 |20210604-1 1R AN | 11#BANENFIRNEE10ppb.IcmsDat 2.77| 1458775.00 2.48 2.86|3576841.00 6.09 3.06| 4038820.00 6.87 2.67| 1270054.00 2.16
Min 2.77| 1448634.00 2.42 2.86| 3408461.00 5.85 3.06| 3986288.00 6.83 2.67| 1240221.00 2.03
Max 2.77| 1613776.00 2.64 2.86| 3865989.00 6.39 3.06| 4399482.00 7.65 2.67| 1342013.00 2.26
AVG 2.77| 1519987.00 2.55 2.86| 3680226.00 6.17 3.06| 4179539.00 7.01 2.67| 1278429.00 2.15
SD 0.00| 60322.38 0.09 0.00| 171632.80 0.22 0.00| 177811.30 0.31 0.00 42713.51 0.08
RSD 0.00 3.97 3.47 0.00 4.66 3.57 0.00 4.25 4.49 0.00 3.34 3.77
L 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
— MR ) | FRSER
tv] | sms | BB = Rendd| w0 | iedeEn
» 1
2 ¥ | ¥ 10ppbiRiT2 | 20210604-11kkBEE(E MENR | 11hB-SeikMENT hi£ 10ppb. lmsDat 2.31| 2622164.00 7.06
3 | [ [100pbiR453 [20210604-11¥EEE(E MEhRI | 11KBG(H iSRS 100pb.JcmeDat | 231 2567470.00 672
4 ¥ | 10ppbifiiz4 | 202106041 Eh] | 11K0E-S3E: 50T 88E4 100pb.lcmsDat 2.31| 2643460.00 7.01
5 ¥ | ¥ | 10ppbiRARS | 20210604-11%hBESfENENT | 1160B-23HH: 2NN 48 10ppb.JcmsDat 2,31 2599795.00 7.08,
6 ¥ | ¥ | 100pD:R476 | 20210604-11¥hEEFH ENS | 11K0B-5545:Hahidhi% 10ppb.lamsDat 2.31| 2393980.00 6.23
Mn 2.31] 2393980.00 6.23
Max 2.31] 2643460.00 7.08]
AVG 2.31| 2543079.00 6.79
S0 0.00]| 104690.20 033
RSD 0.00 4.12 4.91
DL 0.00 0.00 0.00

Fre ERIEZY

s

0.5 ng/kg

2.5 ng/kg

10 ug/kg

25 ng/kg

TR

99.8

117.9

76.8

119.4

2 R A Al AR

82.3

91.5

92.6

72.9

I GRY

107.

4

120.3

79.5

103.4




4 FEMREZ 105.2 91.7 107.3 107.1
5 SARRES 113.7 80.6 97.0 115.3
6 AR S 104.4 95.3 119.1 122.0
7 RN W i 82.2 96.8 93.5 101.1
8 ¥k 92.51 117.4 77.5 89.1
9 LRy 109.8 110.3 101.4 100.2
10 BT S 85.6 93.1 103.8 95.9
11 S % Mk 107.2 105.7 98.5 112.0
4 &t

A-PFE 225 [H bR GB/T 22338-2008 J7iAHEAT HIAL B 5 , A ] LC-MS/MS #E1T RS 7E -
RILEEE T INEMSGNE . R RBUEMMAREEE . SREH: 11 F B -2
0.5 pg/L-50 pg/L Ju I NP R, MHICRE r¥RT 0.998; XF 0.5 ug/L. 2.5 ug/L 1 10pg/L
B -SZARVEBNFIRRAEE W, ~FATINGE 6 X, 11 B s S 4 O B IS 1) MR X ey 7 ) AR X A
f ZZ1E 0.00-0.59% 1 2.41-8.98% 2 [f], A &A% %5 R4F . 11 M H bk &9 J7 14 H BRAE
0.01-0.02 pg/kg 2 [8], J5iEE BIRTE 0.02-0.07pg/kg 2 1A], 5 EARER ISR . F 4 ARE S ik
AT AR ENS 2R SERG, AR N 0.5 pg/kg. 2.5 pg/kg. 10.0 pg/kg, [FIEHRLAE 76.8%-122.0%2.
). fi 7 REL. U5 YBE 1 EXPEC 5210 R48, o LU shWis k& fhrb 11 Fh B -2 4k
WEhR ik B AT R AR BRI




i~ LC-MS/MS iZNE M HRERR
REE

ZH b (GB 23200.74-2016)

187E

HXEFR (Validamycin) , XAHMER, R~ MR&E™ERER, RARRIN
WA, 2 Bl R AR A0 R SO A L RS 5, THRAIHI B AR A KRTR & . A TK
FESURG R, B AT T /KRG M« K K/INBREN DA SRS ARG . RSB A
(ERZAYTEREY ERsk B N B HEHEMRRER, BT REAEN. Bk, &3
2% (GB 23200.74-2016 £ i 224 E AR AE R P M B AR B E RIS RO il — it/
JRUEVEY LT U R I OB € i — = DU BT S BB T G E £ R X
B 7k B I PR EL o RBRE e I 5

2 SEIE
2.1 . AR

1478 : ULC 510 @2l (il A CHARTCA oo m AR . e B gt peas
FEIRAE)  EXPEC 5210 — 55 PURRAT 5 BRI o

bRl IR (CRAERIREY, [ % HE[E Dr.Ehrenstorfer, T-20'CUKFELRAT
Wi Ak, CENOIES: LRRENERER.



2.2 VAR I %A

Smmol/L Z&%: (A) FIZJE (B)

A B PO
g 0.3 mL/min
JERPY e Waters BEH C18(2.1¥100mm, 1.7um)
W MR, 10 ul
R 40°C
LC 4k IEAT ] . ' 4min
Time (min) A (%) B (%)
0 95 5
1 95 5
T B 5 1 1.5 40 60
25 40 60
95 5
4 95
BT R ESI*
FHARIE 1.4L/min
EHFRME 6L/min
MS 4t SRR 0.4L/min
ZIFIRSE 450°C
fill- 5 < = 0.45mL/min (5.02e-3Torr)
EME = E 5.2kV

WA N 2 S B I (MRM), - AL SV 15 Rlfi HUR (CE) 3 2 UL T 3R .

pu e

M Fiees (mass; | Sam

FER | EARR | WERER
HERRE FRREGR) SRHEGL BTGER SEE

OB O %8 Q & o

| | OemmeE SaamDs |- wmemlEnE o BR[|
| [kahew  SETRE FETRE WEHEG)  BIGE  HERE 4%

L 495 5 [178 [oa 45 34 [vni t-tini ¢

498,06 14198 o3 45 % [t -t ¢




2.3 FEM AL E

FESLRTACTR T BAhS2% (GB 23200.74-2016 B i 4B S PHREERY
= E WA T — L) .

3 &R

3.1 LRtk H R

KBRS — R Z I KB = e (Ing/mL. 2ng/mL. 5ng/mL. 10ng/mL.
20ng/ml. 40ng/ml. 50ng/ml), %M IR iE#RE, L& AR e 8 &8 FEikiEmi (Y A
PAERR,  HFRYIAR AR IR R IR FE ) AR, BUE RECH Ux, RAANERLG G AR
2640~ B 1 BR o bR il 28 B G S 8 7 (i A 2 B, FL B Ing/ml ARdEVA RS,
1 HE S/N=10 F1 S/N=3 {1552 \RA IR, 45RUITR 1 Frn. HASLI MR H R 58 7%
7 (GB 23200.74-2016 £ &t 224 [E AR HE Rt th o X B 3R B B B0 VRO £ 3 — o /ot
L) IER.

HAEE: o0 B8, #HTeMERL ot EETeME
¥ = 1313, 3133z + 2810. 2450
70 4 r =0 9965
80
32 50 4
= 40
20 4
10 4
o T T T T T TE
0 10 20 30 40 50 ng/nL
Ll o — v
K1 JF R B R AR 2
# HEE-1ppb-6 ESI+ TIC CV:45V CE34V HHEE MRM:498.05-=178
15503 cps
4.01 min
Ll 1744
‘ 2 St X
HAEE
- | o
[CIN=AE 533321
= 66, 47962
- | e[|
= E ]
‘ mE O i @
40 |
1
| | WE LA
|
|
20 ‘ |
|
i \
0 A L —. A At A ~ e

mi ]
4 min



B2 KRR R AUE RS T i A (Ing/mD
R 1R R IR RAE BIR

5 &R S/N RHR (ng/mD | E2 (ng/mD)
1 R 66.43 0.045 0.15

32 BEEMH

S ABCE 1 ng/mL A1 10 ng/mL A FIKEEXT IR S, 0 HESRERE 6 IR, 2552 O BF i [ Al
MEE N, R HIR.
Ing/ml B VE: LR B8 B 8] Ao 37 () RSD B 73 7 0.44%F1 2.86%

L iR } _ HHHEE

|t ] | SHEITE s = RERRYIA | I
1 | |V |aRssREEHASEE-10pb-01 2021-11-04 10:08 #FZE1ppb-S0ppb |  1.10]4380.75
2 ¥ |V a@hHAEE\HFAZE-1ppb-02 |2021-11-04 10:12 | #FAZE 1ppb-50ppb 1.11|4134.11
3| | v |V aRatFEE \$FEE-1ppb-03 |2021-11-04 10:38 | #FZE 1ppb-50ppb 1.10|4205.68
4 v St FEE \H FEE-1ppb-04 | 2021-11-04 10:42 | £ [F&E=1ppb-50ppb 1.10]4306.48
5 | v |V amedREE HFASEE-1ppb-05 |2021-11-04 10:47 | #FAZE1ppb-S0pphb 1.10 4045.53
6| | ¥ |V gRchiFER\HFER-1ppb-06 2021-11-04 10:30 | # FZEE 1ppb-50ppb 1.10(4259.32
Mn | | | . 1.10| 4045.53
Max ' 1.11]4380.75
ave | | | ] _ 1.10]4221.98
SD | 0.00| 120.72
» RSD [ ] | : | 044] 286
DL 0.00  0.00

10ng/ml FEE M. Jr BT IS [AVRINE B () RSD B 53 775 0.00%F1 2.74%

o R ... - S . HEEE
EEdl BT | mEmia | =EeE wevE| wE

1| | |V |ameHAEE HFAEE-10ppb-01 |2021-11-04 10:51 #FEE1ppb-S0ppb |  1.10|17758.89

2 |V | a@h#FAEE \HAES-10ppb-02 [2021-11-04 10:55 | #FEE1ppb-50ppb 1.10|18879.33

3 ¥ | @R AEE\H FAS%-10ppb-03 [2021-11-04 11:00 |# A% 1ppb-50ppb 1.10|18759.54

4 ¥ | @R AEE\H FAS%-10ppb-04 [2021-11-04 11:04 |# FAZ%1ppb-50ppb 1.10|17953.07

5 ¥ | aR ki AEE \H FAE%E-10ppb-05 [2021-11-04 11:08 |#FAE% 1ppb-50ppb 1.10{18101.66

6| | |¥|amssFAEE\HFAEE-10ppb-06|2021-11-04 11:21 [$#FAZE1ppb-50pph 1.10|18862.43

~ Min ' : 1.10|17758.82

Max| | | | ' f 1.10{18879.33

AVG _ 1.10| 18385.82

sp| | | ' 0.00| 504.27

»RSD| | | | ' | 0.0 274
- mL|

AT 1A 1 5 B2 B 1) RV THT ARSI 7E 2.86% LA R, RS 25 51T
4 258

FEMASREL, B SRR FE R, () LC-MS/MS REUHATINE . ASCHE T LN



Ve R RS, S0U5RV]: SRR NEE ALt RiF, MHRARBIIKT 0.99;
TIENE R EAE 2.86% AN, REUEERT G HE SARHEEOKR . M M R, mPiis 44RE /1 EXPEC
5210 &4, A LU PO K B m O B AT R MK E R AR



niml
I
O

PEC iSHERI .

BT RAKE S

—. LC-MS/MS e &3 331 FRkEk
HE

ZEhrfE: (GB23200.121-2021 1EDEM R R 331 ARG REREXEBEENNE &

HBEIE- RIS

187E

E bRt (GB23200.121-2021 VR PE & il rp 331 R 2 S FAR B B B 1O E )
FIORE- R L) T 2021 4E 3 A ER PARSE . RARAE. iR aRm =181
BRAE KA o 2R P T AN BRI AR 2 55 B ot A B 22 KD o L b T T I
AFECHE . KR FE BRL ORE. WS 10 RIS 5, ATE S EYIEE .
GB23200.121-2021 & F TP PE & b 331 Fhofe 2 3L 44 MR (3% 375 A4 70 R E
PIrIE, ¥ 2021 4 9 HIERSE. HibsdEF GB23200.113-2018 MHTALER 7 vE—#F, &
H QuEChERS HIALFET7 3%, A RIS 2 U5 S AR o Bkl , ROR itk 1 AT ab B /s, 2
=BT R

AR Z% (GB23200.121-2021 FEY)UETE & & rh 331 P 2 S HARE ik B &= 10 2 W)
FA ORI I I o {3 LN & RHE A EXPEC 5210 YR (- = 55 PUARAT 55 15653 33430
SE GRS 331 PR 2k & .

2 SEIE
2.1 fadEdh . WA
A ULC 510 B s 0B i A CRAKICA — ool m Il . ek 3 shireds (&



AHITIAE) AR  EXPEC 5210 = 5 PUARAT & B 1A

FrEfh: 331 R 25 kR (20mg/L) « 434 ABCD 4, W E T REER M E.

WAl FEE. FERE. FERANGIES, 8. FERE. rERE 8. Shm. R
. ToKIRER BN i 4t

P 1 VBOAE - = DU BRAT A5 BB o A%

2.2 WARRI R ok
F 1 WREA

A FHK (% 2 mM FERELFN 0.01% R
AN BAHAHEE (5 2 mM HEREAN 0.01%F )
6 2 W I
i 0.3mL/min
ENEYES ACQUITY HSS T3 (2.1x100 mm, 1.8 pm)
FE iR 40°C
MR 5uL
BAT (A 30 min
LC %1% Time (min) A (%) B (%)
0 99 1
1 99 1
2 50 50
FhEE 7% 18 30 70
23 2 98
27 2 98
27.1 99 1
30 99 1
MS %4 %pﬁ%& 1.4L/mfn
KA 6.0L/min




SRS 2.0L/min
TR 500°C
il i < 0.65mL/min (8.3e”Torr)
EHE SR 4.8kV

A2 SN HEI(MRM),  FR 74 & P M 75 Rk dE F IS (CE) S 28U T K.
2 T BB RN T M AR

N | @ =FE s -

EXER

FikER [IRRERE

R |

EA e Gims

P A vzt | Shoon | el | Woss | wiesR | | © % E] [ 55 =FeeE [0.702

[ [pEAGE wEEA  GErE  mrR pees | | #REESE AEEED S |- s eRE - mE |

[} &L BEFHRE FEFRE BEHEG)  HIBE O EENE S%E &
2 3.6 a2 ESI+ s i BB 142 o4 0.003 50 19 Uni t-Uni t
3 3.7 a7 ESI+ (MEM 2 | FRERY 142 125 0.003 50 18 Uni t-Uni t
4 4 4T BSI- RN 3 ZEARER 184 143 0.003 50 12 Uni t-Uni t
5 42 5.3 EST+ i 4 ZBARER 184 125 0.003 50 25 Uni t-Uni t
8 4.0 84 i e 5 EFE 214 182.9 0.003 50 16 Ui t-Uni £
7 6.1 71 ESI+ (MEM 6 BT 214 109 0.003 50 36 Vni t-Uni t
8 6.5 8.3 BSI+ o TREEELRS 163 2.1 0.003 50 15 Uni t—Uni t
9 7 9.5 EST+ MER 8 R 163 90 0.003 50 23 Uni t=Uni t
10 9 10 EST+ (MEN 9 EER 189 102 0.003 50 24 Uni t-Uni t
1L 9.2 10.2 ESI+ i 10 ERE 189 i 0.003 50 34 Vni t-Uni t
12 9.9 12 EST+ RN 11 [BhehpE 203.1 129 0.003 50 16 Uni t-Uni t
13 10.2 1.z ESI- MR 12 Bk 203.1 157 0.003 50 1 Uni t=Uni t
4 1.1 3.7 ESI* [rEm 13 FBRETHR 207 132 0.003 50 9 Uni t-Uni ¢
15 12.8 138 EST+ (MEM 14 BTEIER 207 89 0.003 50 20 Vni t-Uni t
16 13.3 14.9 EST+ . 15 RTEA 240.1 148 0.003 50 17 Uni t-Uni t
17 13.2 14.2 ESI- MEH 16 BRI 240.1 166 0.003 50 16 Uni t=Uni t
18 14 15.7 EST+ (MEHE 17 | Rk 237.1 72 0.003 50 32 Uni t-Uni t
19 15.3 ar ESI+ i 18 | FEERE 237.1 0. 1 0.003 50 11 Uni t-Uni t
20 14.2 15.2 EST- M 19 fEIRc iR 271.1 225 0.003 50 16 Uni t-Uni t
21 14.9 15.9 EST- i 20 fEledis 271.1 99 0.003 50 22 Uni t-Uni t
22 15.7 16.4 EST+ (MEN 21 |JPERR 247 169 0.003 50 21 Uni t-Uni t
23 16.4 |18.2 ESI+ i 22 |JPERRY 247 126.9 0.003 50 39 Uni t-Uni t
24 6.3 1r.3 EST- RER 23 BHEL 163 58 0.003 50 12 Uni t-Uni t S
R 17 3 lon o BT+ R o —

DE®H B &F' e -

EXRE

ek [sIRRERE

fezpsE |

e 6c s

AR Ot | Stoe || S | s | weer | | O (B O % 8l [0 G ®FeE o |

REARRE FEEE  GEHE BFLE  AREs o | O SESSAE SRaE0 00 |- giem BhE - BE |

1o 9 jie EST+ MEM LAHAEH BETHRE THTRE HEHEG) HAAE HEHE  S%E s
| 9.2 102 EST+ " 142 a4 0,003 50 19 Uni t-Unit
12} 9.9 2 BST+ i z |FERR 142 125 0.003 50 18 Uni t-Unit
13 10.2 1.2 EST- b 3 | ZBtREER 184 143 0.003 50 12 Uni t-Uni t
14 1.1 13.7 ESI+ MEM 4 |ZBEERER 184 125 0.003 50 25 Uni t—Vnit
16 | 12.8 138 EST+ ot 5 |ERR 214 182.9 0.003 50 16 Uni t=Unit
16 13.3 4.9 ESI+ Rl 6 (ERE 214 109 |0.003 50 36 Uni t=Unit
17 3.2 14.2 BST- MR T R 163 2.1 0,003 50 15 Unittnit
18 14 [1557 ESI+ MM 8 RS 163 90 0,008 50 23 Uni t=Uni t
19 | 15.3 i ESI+ M o | BER 189 102 |0.003 50 24 Uni t=Unit
20| 14.2 52 ESI- (MEM 10 | BB 189 T4 l0.003 50 34 Uni t—Unit
21 14.9 15.9 BSI- TN 11 |BkdjE 203.1 129 0.003 50 16 Uni t-Uni t
22 5.7 [16.4 ESI+ MEN 12 |Bhdfz 203.1 157 0.003 50 11 Uni t=Uni t
23| 16.4 8.2 ESI+ M 13 | BTN 207 132 0.003 50 ] Uni t—Unit
24 16.3 s ESI- (MEM 14 (B EHTIR 207 89 0.003 50 20 Uni t-Unit
% 173 [20.2 EST+ e 16 R 240.1 148 0,003 50 17 Vni t-Uni t
26 20 216 ESI+ MEH 16 TR 240. 1 166 |0.003 50 16 Uni t=Unit
27 | 21.1 j2:2 ESI+ R 17 | FiEet 237.1 2 0,003 50 32 Uni t=Unit
28 | 211 218 EST- [ 18 |FREERY 237.1 90. 1 |0.003 s0 1 Uni t=Uni t
29 21.8 2.5 EST+ MEM 19 [lzdfE 271.1 225 0,003 50 16 Uni t-Uni t
30 2.3 231 ESI+ i 20 [l 271.1 99 0.003 50 22 Uni t=Unit
3| 22.5 2 ESI+ [t 21 | TR 247 169 0.003 50 21 Uni t-Uni t
32 17 |18.5 BST+ ol 22 (TERAR 247 126.9 0.003 50 39 Uni t-Unit
33 21.6 22.8 ESI- MEH = 23 |4 Hk 163 88 0.003 50 12 Uni t-Unit .




2.3 FEMATALE

FREC 10g B (BR3E) T 50mL #RLELOAE R, N 10mL ZfE & 1 B & i1, Kl
FURY 1min, N 4g TAKBREREE. 1g BN, 1g APIERREN /K& 0.5g IR A fis
FIREW, HIZIRES 1min J& 4200r/min B0 Smin. 5E EWE I E & BRAKFIRSER R
R OE Y (FZETHEBORH 150mg To/KBRIRESE. 25mg PSA) ¢ X T El VB 1L,
BOET RN GCB (M= THEBRAMEH 2.5¢) , WHERA] Imin. 4200r/min B> Smin, W
B ETE RO L uE R, T E

3 4R
3.1 SR

331 AR MRM S0t TE B0~ & 3 B, #r RRA S LM AR AR (2ug/L)
B imE eI 4 s

400-] 373

90 +

80 o

70 4

60 ~

P (%)

50 o

40 o

I”|

30 o

20 o

=

l

'M| \‘ . W» 1‘"\1"’)\ ]“ \Jumhf..

 BiE

25 min

“

| (\

@ 3 331 %M@%E’J MRM THIE S i

ELEL: 3 it R LM -2000-3 ESI 2B Hk MAM-163->88 | [ {E4£4E 20003 ESIe TIC CV50V CE22V HG B I MRM230--203
5 gSTeél ps 103e4

o4 cps
3.91 min
100 34 o0 342

"
® o
i 2
£ 5 g
5 5 «
= H
o ©
/\/ 2 P
T\/ na . v v A L A e e
31 32 min 38 37 38 39 min 3 31 3z 33 34 35 36 37 38

- Hid
38 min




14644 -2ppb-3 ESI+ TIC CV.50V CE21V R # MRM:224 1127 || 1E3R k4 -2ppb-3 ESIe TIC CV:50V CE 20V EUEWRIT R MAM 228->168 || 1E B 484 -2ppb-3 ESI+ TIC CV-50V CE16V B MAM 238 1-»112
6.84e4 cps 11265 cps 9.46¢4 cps
400 min
- 344 100 350 300 352
80 80 %0 J
A = £ « ]
g w B S «
= = =
4 40 w0 ]
378
N I\ ® 378 7
0 T T T T T T T - T T Bl o 4 T T T T u T T T T 1 B3l ° T T T T T T y y y + i
3 31 32 33 34 35 36 37 38 38 mn 331 32 33 34 35 38 37 38 39 4 mn 31 32 33 34 35 38 37 38 39 4 mn
4EF 4t -20p0-3 ESI+ TIC CV'50V CE 29V B MRM230->125 | 1k F4£1E-20pb-3 ESI+ TIC CV:50V CEIOV TR MRM203.1--104 || dER4£H -2ppd-3 ESI+ TIC CV:50v CE29V AIREL-S-TE MRM:275 1141
5894 cps 12984 cps 885ed cps
435 min 4.37 min 442 min
3661 387 - 391 w0 ] 382
L 0 %0 4
= £ =
£ o ] £ € o ]
z « e H
= = =
w0 ] 0 4]
] L 20 o 403 4q4 420 ]
(3.83,1.43¢4) /\/_\—/_\/ .
B S WA L e e 11 | ° sl i
34 35 38 37 38 38 4 41 42 43 mn 34 35 36 37 38 38 4 &1 42 43 min 35 36 37 3B 39 4 41 42 43 44 mn
1ER i -2ppb-3 ESI+ TIC CV50V CE 16V PINRER-S-3R MRM 2912263 || {3444 -20pb-3 ESI+ TIC CV:50V CE:20V MR MRM:216.1>100 || 1E R 441t -2ppb-3 ESle TIC CV:50V CE41V TR B MRM 360->129
1.95¢4 cps 9.62e4 cps 19084 cps
450 min 437 min 468 min
- 401 50 391 sl 418
L3 80 4 0 4
& = =
© a3 o w ]
N
386
» NG A A » @ |
— N
i a3id e B8 o L)
36 37 38 39 4 41 42 43 44 45 min 34 35 36 37 38 39 4 41 42 43 o] 37 38 39 4 41 42 43 44 45 48 min
HERA£1E -200D-3 ESI+ TIC CV'50V CE24V RER MRM241.15214.1 (| dEFEEH -2ppb-3 ESI+ TIC CV'50V CEI3V EIR MRM202->104 || dER 44 -2ppb-3 ESH TIC CV:S0V CE23V B MRM 253 121711
161e4 490e4 cps 239¢5
527 min n
- 489 %0 540 - 537
[ 80 0
[ g
£ & E o
2 H E
E =
© 0
20 20 508 20
TN
0 drere e il || 0 e ua || ¢ e Hi
44 45 48 47 48 49 6 61 52 83 min § &t 52 53 54 65 56 &7 §8 §9 mn 49 5 51 52 53 84 65 88 T 58 min
kR 1 -2ppb-3 ESI+ TIC CV:50V CE3 1Y BEWH MAM315->99 | dESRH -200b-3 ESI+ TIC CV.50V CE:20V REMK MAM222.1->123.1 (| dER X 1E -2ppb-3 ESH TIC CV:50V CE23V THRIE MRM 229 1>172
149e5 161e5
5.94 min 5.8 min 6.00 min
" 541 - 535 _— 550
80 00 4 w0 ]
g £ =
5 = 5 = 5 o
= & =
w0 o w ]
20 4 20 20 4
° y Li:] o T T g ™ Hid o T T N f T u T T T i@
§ &1 52 53 B4 B5 86 &7 &8 89 mn 49 5 81 B2 53 54 55 &8 &7 58 mn 51 52 53 54 55 56 57 58 53 &  simn
dEFR £ 18 -2ppb-3 ESH+ TIC CV:50V CE9V EHR MRM236 15143 FiZit-2ppb-3 ESI+ TIC CV:50V CE30V BEOL B MRM:284->104 || 1ES 4 -2p00-3 ESI+ TIC CV:50V CE36V SEME MRM212.1->721
95504 cps 162¢5 cps 8.89e4 cps
6.25min 6.87 min 693min
ot 574 00, 635 i 642
) 80
3 £
£ w0 Z w0
= ]
z 3
© w0
2 0 ]
Ll il 0 L T T T T T T T T ¥ Bfif o T T T T T T ¥ T T — B8
63 84 55 85 87 54 69 6 &1 62 mn 59 6 81 62 63 64 65 66 67 83 mn 6 &1 €2 €3 64 65 88 67 88 69 mn
kR4 -2ppb-3 ESI- TIC CVI50V CE23V 3 %38 MRM216.1->174 || 4EF 484 -2ppb-3 ESIe TIC CV'S0V CE 28V B0 B IE MAM 278->134 | dES4£ 4 -2ppb-3 ESI- TIC CV/50V CE 22V FAR MRM 207 1->72.1
4.88ed cps 1.47e5cps 21085 cps
7.47 min 7.67 min 7.61min
- 596 — 7.4 - 7.08
% 00 ] &0
= £ B
) £ w £ w0
H g £
B H Iz
4 0 «
) 20 J 2
0 BHid o Bid o T ™ ™ T T ™ v ¥ T T BiE
65 86 67 &8 6% 7 71 72 73 T4  mn €7 &8 68 7T T1 T2 73 14 765 76 mn 67 88 89 7 71 T2 T3 74 75 7 mn
4412 -2ppb-3 ESI- TIC CV50V CE20V HEE MRM212.1->170 | | 1484 -2pp0-3 ESH+ TIC OV'50V CE 21V FR0E IR MRM 3605251 || 1k FR4EHE -2ppb-3 ESI+ TIC CV:50v CE21V FRMIR MRM 3255269
1.02¢5 cps 3.28e4 cps 381ed cps
7.73min 785 min 8.03 min
i 719 i 732 - 75
&0 60 4 80
2 = g
3 = 60 4 =~ 60
E © H L§
H B
« 0 ] 0
o 20 4 20
0 5] ° T Bid ° T 2 T B
68 89 7 71 72 73 74 75 76 7.7 min 69 T 71 T2 73 T4 75 T6 T T8 min T 72 73 T4 75 T8 77 T8 79 [ min




1E S 644 -200b-3 ESI+ TIC CV.50V CE10V R MRM.280.2->220 || 1345 -2ppb-3 ESI+ TIC CV-50V CE27V RI5 MRM 372 15285 || 4ES 441t -2ppd-3 ESI+ TIC CV:50V CE:36V IR MRM 319-139
13085 cps 12165 cps 36184 cps
7.93 min 8.37 min 9.07 min
w0 ] .41 %0 783 361 856
80 ] 8 w0 4
£ 50 ] i-:_- [ g w ]
H i [
04 “ w0 ]
20 4 20 20
° T T T T ¥ T T T T — B3 0 Aes o Lil:) 0 4y N T " u T il
T 71 72 73 74 TS 16 17 78 T8 mn 74 15 T 77 78 78 4 &4 min 81 B4 85 88 87 s mn
1ESR 12 -2ppb-3 ESI+ TIC CV.50V CEZ8Y PS8 R MAM 266->234 || 1 F4EH-20pb-3 ESI TIC CV:50V CE 25V F&# MRM:249->160 || ER i%#-2pp0-3 ESI+ TIC CV:S0V CE 20V #THRIR Mm-l 355 »151
1.46e5 cps 774 cps 4 cps
9.46 min 929 min 955 min
o 9.00 1o ] 875 100 §
80 80 80 4
£ w0 Z s £ w
£l £ H
= = =
0 “« 0 4
20 0 2 4
o ] ] -+ ] 0 o
86 67 88 89 9 91 92 93 94 95 mn 63 84 6 87 88 8% 9 91 92 min 87 88 89 9 81 92 83 85 85 mn
dER 41 -2ppd-3 ESI+ TIC CV'50V CE 14V ZEH MRM 268->226 || 1k F4E44-2ppb-3 ESI- TIC CV.50V CE30V O BB MRM334.1--247 1 || 1EREEH -2ppb-3 ESI+ TIC CV'50V CE23V #H T3 MRM230.1>1741
3954 cps 127e5 cps 1:24e5 cps
975 min 9.83 min 1021 min
w0 ] 923 o 930 100 J Lig
% ] 80 0 4
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6 ¥ | V1% 10ppbiFEE-7 |2021-06-23 09:12 |1 3.16(731280.70 3.17|1221010.00| 3.16/5176314.00 3.20|508597.40 3.26) 303927.90| 3.29|1514124.00 3.35| 989027.10 3.42| 1120091.00
Min 3.15| 685248.40 3.16(1143622.00 3.15(4921042.00 3.19(484107.80 3.26(293732.20 3.29| 1325729.00| 3.34| 854124.50 3.41/1042353.00
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AVG 3.16 723966.70 3.16| 1256683.00| 3.15 5143568.00 3.19/499500.50 3.26| 320053.00 3.29| 1430460.00| 3.34| 933681.40 3.41|1098635.00|
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Max 3.39]478349.30 3.42| 516897.90 3.45[1472367.00 3.50(2072791.00 3.52{2198805.00 3.55|182801.10 3.67| 1952966.00| 3.63|448253.30
AVG 3.39|457449.30 3.41(488864.20 3.45| 1403585.00) 3.50{1902082.00 3.52| 2033832.00 3.54)| 172061.80 3.67|1875945.00| 3.63|418942.80
SD 0.00| 18820.62 0.01| 29114.09] 0.00f 65876.54 0.00( 119405.10 0.00] 91987.63 0.01| 9843.96 0.00| 69109.56| 0.00] 24531.44)
» RSD
DL
HRER FRIRRTER FIB b o] FEFR BB FEFBR R BT
A W EEaCS | FEhtia ERAE |RENE | WEI0 | {REERdE) | MEEED | (REEAE|  WSEID | {RESRYIE | WEMEID | IRESRYE | S0 | {RESRYIE | ST | {RESAUIE]| LMD | {REEEdE]|  dEmi0
1 v |¥ ‘ﬁlﬂppbﬁ@}gd 2021-06-23 06:29 |1 3.67| 2069882.00| 3.72| 268440.40 3.78| 2644937.00| 4.22|1177159.00 4.42|1154348.00 4.33]1137878.00 4.61|686013.10) 4.35| 1389465.00
2 ¥ |V % 10ppbiFEE-3 |2021-06-23 07:02 |1 3.67| 1840996.00 3.72|255766.90 3.78(2441900.00| 4.24/ 1086099.00| 4.42|1054315.00 4.33|1174581.00 4.59|689806.00 4.35|1318852.00
3 ¥ ||V HEX10ppbiFEE 4 |2021-06-23 07:34 |1 3.67|1760884.00| 3.72/238398.10 3.78]2303260.00 4.22) 1011015.00| 4.40) 1077823.00| 4.33|1023199.00 4.59(671088.90/ 4.35) 1320010.00
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1 v | ‘ﬁ%laubﬁ@g{ 2021-06-23 06:29 |1 4.62| 189805.60 4.89(496209.70 4.93| 2366568.00 4.89(250539.70 5.12| 598498.80 5.29336512.10 5.35| 3444146.00 5.41|4473948.00
2 ¥ | V! |4EsE10ppbifEE-3 | 2021-06-23 07:02 |1 4.65| 206601.30 4.89|463118.70 4.93|2071484.00 4.90| 218554.60| 5.12| 618138.10| 5.29| 347941.20 5.35| 3308514.00 5.41(4053504.00
3 ¥ ||V E5X10ppbig 4 | 2021-06-23 07:34 |1 4.62| 189027.80 4.89(411338.80 4.93| 2221451.00 4.89(225105.80 5.12| 615340.20 5.29/331841.20 5.35(3313628.00 5.41|4317709.00
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6 ¥ | VI {EF 10ppbiFEE-7 | 2021-06-23 09:12 |1 4.62| 187362.40 4.87| 520921.20 4.93| 2438909.00 4.88| 252164.70] 5.10) 664962.00 5.26) 381934.50 5.34/3655871.00 5.41|4515705.00]
Min 4.62| 187362.40 4.87(411338.80 4.93)|2071484.00 4.88) 218554.60| 5.10| 598498.80 5.26/331841.20 5.34|3308514.00 5.41| 4053504.00
Max 4.65| 206601.30 4.89(520921.20 4.93| 2438909.00 4.90(254404.70 5.12| 664962.00 5.29| 381934.50 5.35|3655871.00 5.41|4515705.00
AVG 4.63|193744.70 4.88(471486.80 4.93| 2269277.00 4.89(240620.20 5.12| 626801.20 5.28|354242.80 5.34|3417147.00 5.41|4330575.00
SD 0.01| 7203.51] 0.01 37061.91 0.00]| 148195.00 0.01) 15196.79) 0.01| 23332.36] 0.01| 20920.90 0.01{ 130181.50 0.00| 170424.70
» RSD
DL
HRIER ThEE fRHRTIR AR kg AES DR ZHRE FHIR
X [ HE [ SRERE {%QE?‘E REERdiE | lEED | RENYE | WEEAR | RERdE| iR |(RENE | WEiR | REeE) WEiR | REEE | eEi0 | REE | lEmin | R ke
1 ¥ ¥ Hﬁﬁwuubﬁ@g-z 2021-06-23 06:29 |1 5.60| 3809991.00 5.49| 1028732.00 5.57| 972228.90 6.76| 305189.70 6.76 2459595.00 6.68| 558450.80 6.66 344625.20| 6.72|426303.50
2 ¥ ¥ ’TEXIODDMS’E}%—B 2021-06-23 07:02 |1 5.60| 3394387.00 5.50) 1038433.00 5.59| 982832.40 6.76| 295556.50 6.78 2462922.00 6.68| 479392.60 6.66(310205.20 6.74]419883.10
3 ¥ J@lonnbﬁ’ﬁi§4 2021-06-23 07:34 |1 5.60| 3295493.00 5.49| 994203.60| 5.57| 937772.20 6.74| 267462.90 6.76| 2269652.00| 6.66(511419.80 6.66(351210.50| 6.72|402329.00]
4 v ¥ ‘ﬁ%lﬂppbﬁ@gé 2021-06-23 08:07 |1 5.59| 3472312.00 5.49| 1050231.00 5.57| 985549.30 6.74]| 309773.70 6.76(2581500.00 6.66 527002.10 6.64| 345420.90| 6.72|419572.80
5 ¥ |V |4EX10ppbiFEE-6 2021-06-23 08:39 |1 5.59/ 3409707.00 5.47| 957927.90| 5.56| 971247.40 6.72| 279479.20 6.74| 2432081.00| 6.64|529029.10 6.64| 302881.50| 6.72| 428649.50|
6 ¥ ¥ lg%lﬂppbﬁ@jg-? 2021-06-23 09:12 |1 5.59| 3915802.00 5.47| 1064721.00| 5.56| 1060770.00 6.72| 334459.10 6.74| 2673232.00| 6.64| 541585.60 6.64| 358724.90 6.72| 438872.60
Min 5.59| 3295493.00 5.47| 957927.90| 5.56| 937772.20 6.72| 267462.90 6.74] 2269652.00| 6.64|479392.60 £.64] 302881.50| 6.72) 402329.00]
Max 5.60| 3915802.00 5.50| 1064721.00 5.59| 1060770.00 6.76| 334459.10 6.78|2673232.00 6.68| 558450.80 6.66| 358724.90| 6.74| 438872.60
AVG 5.59| 3549615.00 5.48| 1022375.00 5.57| 985066.80 6.74| 298653.50 6.76| 2479830.00 6.66| 524480.00 6.65| 335511.40| 6.72|422601.70
SD 0.01| 251440.70 0.01| 39533.34| 0.01| 40813.69 0.02| 23658.06| 0.02] 137761.50| 0.02 27118.67 0.01| 23115.82] 0.01] 12186.63
» RSD
DL

Fr GB23200.121-2021 AiA¥E S5, f#H LC-MS/MS R & E 331 ik 2

FREH B, ACHELRE T AL, EEM, SRR K25 /570 e i L N Lt R
MR ZE r KT 0.995; WAL E 4 RSD ¥J/hT 10%. 1 F 51 R S diis Yehe 718 EXPEC
5210 &5t, AR BE P AR 2558 B T R ERI E B .



.+ LC-MS/MS %= xe 3 R H fr B AR 5%

&

ZFEFrfE: (GB 23200.45-2016)
1815

B SRR SR TR LRSS BT, LT A AT, BETIRR RS B AR Y LT R R
M-I, BEEREAR R AULT B PHZIER BUI N & B EA R, I REA RO0B)
AN AVEAE TR TS, R T2 MAAE R E RGBTSR A
RAFAEIEAESCIE, 2014 4 [ 5 DA AT AR 2 A St 10 8 i 2 2 [ Kbl (Rt POl 2k
FREIRED (GB 2763 - 2014) BUE 16 htr o B HUIR B S K5k B B0 20 mg/kgo A SCHRENT. 1 {
FHE 7 R 10 8 v 2R £ 0 = i DU AR A 2% (500 5 %65 PR v o R IR B (1 B HL vy REBUEE I
R -

2 SERES
2.1 M WA %

PR dn: B BUIRAR AR (100 mg/mL) T H B2k, T-20CUKFRA. w5 HEE
MOIENCIER, CRENETER, 2 98%:;
X3 : ULC 510 # & A0RAH B CRUARCA — oo m R « e s H 3 reas (&
AHITIRE)  HEIRAS) . EXPEC 5210 = 55 PUARAFF 5 B 1AL o




2.2 JRAIR %A

. 5 mmol/L ZPRHIEH (A) F4E I (B,
Bl AH o
Tof P B it
g 0.2 mL/min
NPy Waters BEH C18(2.1%¥100mm, 1.7um)
HEFEE o M, 10ul
MR 40°C
LC % B4R 6 min
Time (min) A (%) B (%)
0 70 30
. 3 5 95
Tof 5 702 ; ; "
4.1 70 30
6 70 30
S 1.4L/min
EBEFRIME 41 /min
MS &/ fiﬂk%ﬁﬁ% 2L/min
EIHNIRE 500 °C
il <A = 0.45mL/min (5.8e-3Torr)
EME = 4.8kV

IR AN 2 SN B (MRM), A6 SIS % hlfeE e 1 (CE) 35 2 un B s

| EF  ERO)  BEH)

IJJH'&)E?:‘EEQ - @
=Xz
| Pkt [FRRIR
kR FREE
FEEE |
Lv}u: s
M FuES [JmcMEs RhE R N BIREER [ #RifgRE $34EEps 0005 = BB ESE - {EIRdiE)0. 52
| BBER FANEmD SREE e BELES [ [wawen e=% FET HEMEG)  WIBE R OHE
T | T < o 0 i

2 (BRefF 308.9 93.05 0.25 50 55 Uni t=Uni t

2.3 FEMATALE

FERRTALER vk HAA S (GB 23200.45-2016 £ - B HUIR Bk B2 52 (0 00 2 Y AH €40 -
JRHELD

3 &R

3.1 &EMEER

FHRIUG TR S AR R AT 21— R B IR B 1) ok H DR b v B 2R 9R B 650 (54 10, 20+ 50, 80, 100.



150, 200 ng/mL), &M Bk 7vkdire, LA HARPI E E 3 FOigEmil (Y) NPALLR,
E BRI AR AR VA 00 7 B FE () R AR, AU REON 1/x, R AMRIEAUE 5 1 bR ih 28 40
B 1R, ATLVE Y, BREIRENE REF, AHCREEYKRT 0.999. J5idse SR (il Kl 2
FioR, B R PERELL S/N KT 1000, /2 (GB 23200.45-2016 £ & HH B HUBR TR B3 = 100
WA PE-FRSE) 'R,

PRfR: &dal. A T RAG g, BRTR
BO0 4w = 3211.8280x — 3725. 4142
R'Z = 09967

oo
G00
500
400

Wil fi £10°3)

300
200
100

I:I ¥ ¥ % = 1 ] ¥ o] o 1 ¥ Y ¥ o] L . r X L 1 ¥ 3 ¥ L] E?EE
H 50 100 150 200 280  ngfmL

B 1 B dUBR b Hh £k

b =B iF-5ppb ESI- TIC CV:50V CE:5V §¢ b iF MRM:308 9->288.95
3.56e3 cps
6.01 min

100 '

0 “ e
| T

&0 '| gy 23|

1 {EIEL s

1 RS @ B4 O

il W %)

a0

| wE A

20 o

D i Ao i i S L ———

0 1 2 3 4 5 g min

Bl 2 B b ik e s R A ] (5 ng/mL)

73 E R 5 ng/mL A1 20 ng/mL FRifEIEBOELEHERE 6 U0, 25 % Ok B I W) A b7 f) 5 A2 17



ZERINN PR .

| HRiER _ PReEIF
v | sdEwH | REnE |5k |eesiE| wE

1 ¥ | ¥//55200724007-1 |2020-08-12 01:04 |fpc g 2.96(12313.13

2 552007240072 | 2020-08-12 01:10 pRafF 2.97(12384.22

3 ¥ | ¥/|55200724007-3 |2020-08-12 01:16 BRcR AR 2.97(11997.69

4 v|/$5200724007-4 |2020-08-12 01:23 fRchff 2.9612391.52

5 ¥ | ¥//55200724007-5 |2020-08-12 01:29 [}Rch i 2.97(12170.23
6 ¥|/55200724007-6 |2020-08-12 01:35 fRdfF 2.9612409.18 5.02
Min ' 2.96(11997.69|  4.90
Max | 2.97(12400.18|  5.02
AVG | ' 2.97|12277.66|  4.98
5D | 0.00| 162.97|  0.05

b RSD | ,

DL 0.03 0.22 017

#2Ee | BReaif
v sEVE | REmiE E2sk|ewHal ws |[wErE
1 v||55200724007-7 |2020-08-12 01:54 [z 2.96|62337.14|  20.63]
2 v|/55200724007-8 |2020-08-12 02:00 [R<bF 2.96|59555.74| 19.76
3 v|/55200724007-9 |2020-08-12 02:06 pgchiF 2.96|60515.66|  20.06
4 7|/55200724007-10 |2020-08-12 02:12 [j3ch ff 2.96(59187.73| 19.64
5 ¥|/55200724007-11 | 2020-08-12 02:19 |[{big 2.96|61382.43| 20.33
6 v|/55200724007-12 | 2020-08-12 02:25 pgchif 2.97|59070.32| 19.61
Min | 2.96/50070.32] 19.61
Max 2.97|62337.14|  20.63
AVG 2.97|60341.50| 20.00
SD 0.00| 1316.13| 0.1

r RSD

IDL 0.00 0.00  0.00

AJ R HRLE 5 ng/mL 1 20 ng/mL & B8 I (B ¥ 2 FE R 4F, RSD 3#/hT 1%, HMWMNKRE
K BV ARG % B R 47, RSD 33/hTF 3 %.

4 i

MR RIS, S PE AP E BT AR, ] LC-MS/MS RGEHEATINE . A3C
R TIIRGNE RE SR, AURRW: BRIARAEA IV B Y R, MR R B RT
0.99; JiiFAEH AL 3 % AN (AR R miPtis Gt /1K) EXPEC 5210 248, W AXIISA



Bk H IR B AT R HERA 2 A .



miTl

ECHNoLEog igémﬂzi e G5«

=. LC-MS/MS 2=l e iF = F1. 58y 1 5% B8

B

ZHE bR (GB 23200.92-2016)

HEW, NAREBRY, BTAENSKRY, LEAMRMNE TANERY, 2ERELk
AMFIFREER, SCEEHE T IR REE. Gt aah B ReRERE) Ok
WFRES 235 S Aa%) e, AEMAZIEMAENZY, ENIET R PSR . FES
BN T KM, 2 oK s EiRTE g, i (R A AN B AR, 3 N AP,
T Re A A AR P A BERR AR, I AR IIIE . B RIS R R R
T e et R A S AR HE— (GB 23200.92-2016 £ i %4 [H R hruE s rE & 5
FEEY R BIE AR IS-BEEY I, AR SCSHE bRk g T S A R
e TR €1 — = FE DU AT B B A5 A v 0 Ak B ) PR L o R BRE e U 5 2

2 SEIE
2.1 FpdEm . WFIR &

brdEdh s AR (AE5EL, [ WH Rigeil, 20 CUKMEIRAT

Al . Wl CRAFE. IECKMANEIEg: IRy LC-MS 2, 2N 98%.

1448 : ULC 510 s 8ooi (st CRARTECAT — ol m R4 . s A sh i reas (%
AHITHEE)  AHIRAE) .« EXPEC 5210 = 5 PUMZAT & BB 4% .



2.2 VAR I %A

— 0.1%H /K (A %n‘aﬂ% (B) , BRIV
it
g 0.3 mL/min
NPy Waters BEH C18(2.1*¥100mm, 1.7um)
R o MaRE, 10 ul
AR 40°C
LC % IBATH[E] 6min
Time (min) A (%) B (%)
0 80 20
. 3 5 95
Tof 5 702 ; 5 "
4.1 80 20
6 80 20
SR I S
FHAE 1.4L/min
EHFRME 5L/min
MS %44+ RS 2L/min
EIEHN IR 500°C
filf <R = 0.45mL/min (5.8e-3Torr)
EME -4.5kV

AR ON 2 S B I (MRM), - AL SV I 15 Rlfi HUR (CE) S 2 UL T 3R .



& HidpE R = a X
ZE  EI

AT @ =78 e

BETREE

HEEk Aan
wEme |
mr O
FAAENS (et | Wiom | FmAR | BOAR | WRAR OE & &3l LG &m0
LEARE  FAfE (i) AFEIE M0 BFUER B [ #mERE f3HEEm 0 005 = SiERE ESE 0 - BE 0
v amEn BEFAR 72758 unia R W aWE
b1 262. 75 262.6 0.1 50 5 i t-Uni £
2 A8 264. 66 264 75 0. 50 it=Unit
3 AEE 266. 11 26677 0.1 50 5 Uni t=Uni t
4 LHER 268. 78 268. 78 0.1 50 5 Uni t=Uni t

2.3 FEM AT E

FEMATAEE T4 BARS (GB 23200.92-2016 £ 422 E X brE sl &5+ 1
FR A EMNE WO - FREE) .

3 &R

3.1 LRtk H R

M AR RS — RINKREN L EABAaEMS (Ing/mL. 3ng/mL. Sng/mL. 7ng/mL.
9ng/ml. 10ng/ml), % FR I ikdtre, LU BRI & 8 7 Eikigmin (v) , Hisbnik
VR BT (X)) M AR bR, AU R BN 1x, RASNERLS G bR e &L I R 1 s
72 [ BT € 1 PR R T A A1 A 0 E R B T il ] 2 ANIEL 3 B, I Ing/ml ARUEERIERE,
1 HE S/N=10 F1 S/N=3 T1-5 52 R A HBR, 450 FE 1 R HASZI M PR 78 & F%F
& (GB 23200.92-2016 224 E 5 briE shPpiifh & b LS 7R B BRI B G-
JRIE) BIER.

SEp: 6 MBI, BRTEREL o, BR TS

y = T4EZ5. T160x + 4030.0770
g00 dR°2 = 09995

oo
Ggoo
&00
400
300

il (1073

200

100

0 F=——— —— e — — - R
o 2 4 G i 10 12 ng/mL

B 1 TS R R oA 2%




55200721100 ESI- TIC CV:50V CE:5V HEAE MAM:262.75-=262.8
2.05e3 cps
6.01 min
oanl 3.20
514
80 <
1.06 S 579 6.00
0.79 128
0.48
F 60 -
E
= 1.61 184
2.90
40 219 248
20 -
o 4 5
T T T T T 1 ET_“E—[I
0 1 2 3 4 5 g min

B 2 2% o ) 1

'WLF-1PPB ESI- TIC CV:50V CESY

A &A1 MRM262.75-=262.8

221ed cps
6.01 min
100 4 3 Tg
80
F 60
= |
a0 4 ‘
20
A P P ... P AP Al
. = = e S A PN LW AN A R g AP '""‘“‘*M.‘\m,.«.-\_.U\_,-fnv“w"x A
L T T T T T 1 BiEl
0 1 2 3 4 5 6 min

K3 s e BRI G A (Ing/mD)




R 1 TUEBA H PR E R

5 AL VB S/N o HBR (ng/ml) EEMR (ng/mD
1 TRy 107 0.03 0.09
32EEM

AL E Ing/mL A1 Sng/mL ARl FEXS IR S, A0 S 3ERE 6 IR, 5520 BE I ] AT 57
FEEYE, 4R TFR.

Ing/ml VL. LREGES [AIAINR B (1) RSD {H53HI7E 0.11%F1 1.78%.

#Rfes ASE

Vv | sEwe  |w@sx|eeetal wes [dEwe

1 §5200721100-1 |wif 3.59|85285.11 1.09

2 §5200721100-2 | wif 3.60]| 85896.04 1.10

3 S§5200721100-3 |wif 3.59| 86954.95 1.11

4_ S52007211004 |wif 3.60] 87256.53 1.12

5 §5200721100-5 |wif 3.60| 86614.22 Tkl

6 §5200721100-6 | wif 3.59| 89753.18 1.15

Min 3.59|85285.11 1.09

Max 3.60)| 89753.18 1.15

AVG 3.60] 86960.01 1.11

_ SD_ 0.00] 1545.75 0.02
» RSD

IDL 0.00 0.06 0.06

Sng/ml EE M LREF IS EIAIM B RSD B2 AITE 0.11%F1 1.58%

KRS FEA

Vv | mEws  [eEsx|essiE| we  [dEee

1 5§5200721100-7 |wif 3.59|410800.00 5.46

2 §5200721100-8 |wif 3.60|416906.30 5.54

3 55200721100-0  wif 3.59|412726.40 5.48

Bl §5200721100-10 |wif 3.591423419.50 5.63

5 §5200721100-11 |wif 3.60)1423234.70 5.63

6 §5200721100-12 |wif 3.59|427358.80 5.68

Min 3.59(410800.00 5.46

Max 3.601427358.80 5.68

AVG 3.60(419074.30 557

SD 0.00f 6607.31 0.09
» RSD

IDL 0.02 0.27 0.27




R AL G P DR B I TR RIS AR E 1.78% AR, RS LS -

4 258

URPIARE fh 4R, FREd MAX [ AR A S A e B AR, (6 LC-MS/MS &40
ATIE . ARLHE T INEMEYE. WERE. REBUES, 23R TSR NG AN 2 1%
RIT, MXREIIKT 0.999; HiFAEH A 1.78% AN, REEFFAEFbRHEER. £/
RE mPU5REE 11 EXPEC 5210 R%%, AT LI P b 1o G0 )5k B 04T R HER 1

.



TECHNOLEOQ ig%mﬂzi e
LCMS/MS &£ iFSHH IR S

5% H

—

b (GB 2763-2019)

SR IEN] 4 A H B “315 B ” B URHT 1IE 98 AR R ER : 35 iRl a2 X
M IS IRAE ) RIS MR A G, A LR MR Kt R s L SR AR, DLk
Y2 AR AR R, AVUBERZRNES IR, FREE R Rk
FAH VB LR AU 2R T amg ), L B MR 4 23 o £ I R el 5 il 1) 3 12
TR ABUHBN RSN, MR 7t T, SRR e KGR, (GB
2763-2019 b % 2 E SbRHE R dh AR 2 ORI D X R bl o AR S HLAR 25
B e i P B AR AT I AE B R A RS MU 2 A 7R 7 AR HE, DRIk, A
SCEEST AR TS B R A e ROBOE G — = E DYARAT R R U AN 2 S b 9 M HLBEAK
25 B I R L sy SR BB ARSI i

2 SERES
2.1 frfEd . WA %

PRl 9 MO HLBEAR 2GR HE M I B _BifF2EE, T-20 CURFEORAT .

Bl WEEM O NEE g, BN, 20)% 98%.

X3 : ULC 510 # @ A0RAH B CRUARCA — oo m R « e s H 3R (&
AHITIAE) AR  EXPEC 5210 = 5 PUARAT & B 1A



2.2 JRAIR %A

—_ 0.1%FERIK CAD FI ZLJi/0.1% F BRI T (5
5mM HERE) =95/5 (B) , FhIEWEM
g 0.3 mL/min
o CNWShell C18 WAHIZ ¢ B H( 2.1 x
A
100mm, 2.6um)
BERE o R, 10uL
BT[] 14min
Time (min) A (%) B (%)
LC %14 0 95 5
1 95 5
2 65 35
. 4 55 45
Tof 5 702 = v ”
10 0 100
11 0 100
11.1 95 5
14 95 5
a7 ESI+
SR E 1.4L/min
EHFRME 4L/min
MS %44+ RS 2L/min
EIEHNIRE 500°C
il A < 0.45mL/min (5.8e-3Torr)
EME = 4.8kV

AN 2 SN T (MRM), AL S PN 75 Rl R (CE) S 28U TR N
St Il RO, AT HRYE DR B I 1R 3 BRI AL )



D EH @ =5 e - @
EFEE
FE Y SWETRMTE- G
057 T \lwmanzhen SN EH\ ST F2019-9-0\assExpert. FO04. VOLA, 002 \WassExpert. FOD4, VOLA. 002-5\MazsContr sl \Broject \LTS PROMethod

FEER
B ]
¥ R [ et [ R i [ mAER ][ MR J O #EHhE SEERos - éﬂe;ﬂ -] o es
_— fnin %%E%Eiﬁfc‘ 111  BmT  TET  BENAEe  BAE  GHEmE anE |
i 109 1U 01 =) é25 Unit-Unit I
3 001 s0 |35 Uni t-Tni t |
221 0.01 =) 10 Uru Q.-Unl 1
109 -U-._Ul =) éS Unit-Tnit
199 0.01 0 10 Uni t-Tni
125 ‘U..-Ul =) 25 Uru t-Unl 1 i
125 In.01 50 o0 Ui t-ni ¢ |
a4 U..-Ul =) 20 Unit-Unit
127.1 U.’Ul =) 0 Uru{-Unit
R 0.01 0 = Uni t=Tni 4

IR EEDNO)  EEEAH)

DE @ =5 e - @

FEE SHETRTE-DR

FHERE F\lwmanchen T \FT#E2013-9-0 N assEap ert. FOD4. VO1A 002\MassExpert. OO, VOLA 00Z-6\NassControl\Project \LJS. FROWMethed

e
[EZATa e
v FhEES CcvEst | EaEn | EMEE [ BAEE || MERE || | [ cmiSteE SEER 005 - siekn 1§4ch TR 0. 52 :
 [AREm metEes sRdEes BriER e | [ [kawen  SmF 3R nENAG  RAGE  WERE GRE
| 2 | o s [Est+ [MRM 11 GEESEes 264 232 .01 50 15 Uni t-Uni ¢
ez ! ! i b || = 264 125 0.0t 50 |20 Uni t-lmi ¢
| 3 ) 127 0.0t 50 15 |l -t ¢
4 3314 99 0.01 a0 s iUnlt—Ur\lt
1 | 323 171 0.01 S0 |20 lmit-Unit
B 323 a7 0.01 50 |45 Unit-Unit
7 ®LE 1999 0.01 50 20 T -Uni
g 3571"75 ;?7 U 01 S0 3= Unit-Unit

2.3 FEMETALE

G2 AR ENUR R, FREL Sg S5, TN 20mL 21, S B AHLAI 2K 2min, F#E 7 20min,
I\ QuEChERS #hfd, JiIZIE# 3min, 4000rpm #5:.0» Smin, 4= LG E N\ QuEChERS A
g, RIZIE% 3min, W€ lmin, 4000rpm &5.0» Smin, HU BiEWE WK 2iE+, HY)
URIRENAH B 75X A 2mL.

3 &R

3.1 LR PR

FH 25 F g 200 & 52 OB R RE 43 31 — R0 B 10 B HLIE R 25 7R F5 (Sng/mL . 10ng/mL .
25ng/mL. 50ng/mL. 100ng/mL), 3% FIRT7iERERE, LAes BRI € &5 1 g i AN A
AAR(Y), AR b T VR A B (X R A b, R FH AN b vt it e R 1 1-
K9 it o it il 2 MK e B 3 T I e B 10 Bros, BCE 10ng/ml ARAEEBIERE, %



I S/N=10 Fl S/N=3 {1 H 2 ERAK HIR, R TR 1R, HASZLE R RARK HR %4
& (GB2763-2019 & dh 7B FhrEE M PR AR KIRERE) ER,

HER: ST RAl TR . #ATHR

y = 49613 0134x + 61704. 7702
R'2 = 0.9954

5
44
£
=]
=3
= .
=
SRR

1 3

0 T Y T T T . T y T T T :“&fg

0 20 40 80 80 100 120 =g/l

K1 SER bR Hh £k

EEd: 5MR8 #A TR 500, #RTH S
1 = 11107.3947x + 6329, 4423
12 .:R”z = (), 9945

T

£ 08 1
Z 06
= @
04 4
02 .
U ] L ] ] L] L mg
0 20 40 &0 80 100 120 ng/mL

B2 W dubn i 2k

T 4B BATANERN ¢8, #ATHS
y = 227979, 3796x + 333617, 4582

WAy (10°6)

— RE
0 10 20 30 40 50 80 ng/al

K 3 SR RARIE 25



FRERY: 51431, #E TR 58, AT S

20 ] v = 173208.0100x + 1462783445
1R"2 = 0.9998
15 4
&£
o
= 10 ]
=
=
5 4
B LI ] T T L L] mg
0 20 40 80 80 100 120 ng/mlL

Kl 4 H bR A 25
ZAw: s1Ral ERTSIRA e, AT

v = 44772 0714x + 132670. 7677
5 182 = 0.9984
4
&
2 3
z
.g 2 -
1 4
2 5 i . T T Y T v * 1 ' ‘;FEE
0 20 40 &0 80 100 120 ng/nL
B 5 i b v fhl 2
ﬁi)@iﬁﬁ: 514R%1. #ATERI S, AT S
r ¥ = B86. 3864x — 1360.8585
60 JR°2 = 0.9947
50 J
£ 10 3
;:' 56
=S 3
20 3
10 3
0 20 40 80 80 100 120 ng/nL
Bl 6 FH IR Bl A o4 T 2%
Sfuiaié: 51R3. #FATSMREG 590, RTINS
v = 33035. 7361x — 59164. 8770
R'2 = 0.9997
9 ]
3
= 2 -
2
1 4
. y— — . : . — — E
[+] 20 40 &0 80 100 120 ng/mL

K 7 SR bs A th 2k



atERE: 5 MRBl EATSMRADL sha. AT

1 v = 197581 9589x - 671945 8758
20 ] R'2 = 0.9985
&'E,- 15 .
@
Z 10 -
=
5 4
0 T T T T ' ! Sﬁg
0 20 40 60 80 100 120 ng/mL
K 8 VA UG R b v 2%
Hee: 515 R TSR 5 e, AT S
35 v = 31324 1799 — 205193, 6004
r = 0.9951
3
25
£ .
= 15
= -
1
05
e
0 T ’ T T T T T T ‘.:‘.QH
0 20 40 &0 80 100 120 ng/mL

K9 HALas bRt th £k

T seavens < EESe )

p
: & Ll n : il : J‘\ /\m -,
B 10 SURHE HLIE AR 2578451 TIC B (10ng/mD)
F 1 S FRNEWR B IR AE 2R
5 A4 FR S/N KR (ng/mlD) | =R (ng/mD
1 [ELEsS 277 0.11 0.36
2 [ ER 490 0.06 0.2




3 IR 4582 0.006 0.022
4 FH Jhe g 814 0.37 0.12
5 AR 3971 0.008 0.025
6 FH 50 B g 20 1.50 5

7 B EROR 946 0.03 0.11
8 MEL R 2252 0.01 0.04
9 AL 1249 0.02 0.08

32EEMH

S & 25ng/mL A1 100ng/mL A RIIREEXT B, 3 mEStAE 6 Ik, 5 N E R
PE, g5RUNETR.
25ng/ml EE M W H) RSD #/N T 5.5%.

x  kRiEE | HERR HEh | FR FR R 2% | PEX- | SHwE | CRER | Some

il SRt EESE WEIE Ll IR UEIEZ I3 BEIEE UEIEE UEIEL [l
1 v |/ @&t \25p0b-1 EAEE | 1280861.00| 282072.20 6185202.00 1989469.00| 1395013.00) 15899.61 | 580351.30| 3188436.00| 366226.40
2 ¥ |V sEest\25ppb-2 | BHAERE | 1427055.00] 271170.80 6017130.00{ 1953614.00| 1393313.00) 16377.53| 580192.80| 3414918.00| 398306.50
3 v |V §&138\25ppb-3 | EHAERE | 1330005.00] 295870.70 5862890.00| 1898619.00| 1382545.00| 14815.05| 642435.50| 3315946.00| 406520.30
4 v |V geEE\25ppb4 BARIRE | 1408400.00] 296511.50| 6406269.00| 1891384.00| 1254864.00| 14894.29| 611824.80| 3525724.00| 435202.20
5 ¥ |V @sEE\25p0b-5 ERIRE | 1454300.00| 287566.30( 5060556.00| 1850584.00| 1240229.00| 16313.14| 508845.80| 3664611.00| 406809.20

» 6
| Min 1280861.00| 271170.80 5862690.00 1850584.00| 1240229.00| 14815.05| 580192.80| 3188436.00| 366226.40
Max 1454300.00) 296511.50| 6406269.00{ 1989469.00| 1395013.00) 16377.53| 642435.50| 3664611.00| 435202.20
AVG 1367683.00| 286112.50 6089416.00{ 1923128.00] 1336082.00| 15557.91 | 607522.20| 3430593.00| 403374.50
sD 71434.85| 9507.51| 190006.80| 51426.38| 70560.02| 722.68| 25969.26] 165964.80| 22157.90
RSD 5.22 3.32 3.12 2.67 5.28 4.65 4.27 4.84 5.49
DL 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00
100ng/ml FEE % W B [F) RSD &/ 10%.

T BR[| mEa | sm | wew | oam [P Swem | e | e

vl HHEX I ERHE eIz Lcio ULz gl eIz IRz el iz Lol IRz
1 ¥ | gEe\ 100ppb-1 FHHIRYHE | 4870198.00| 3443665.00| 24864690.00| 7343766.00| 10661040.00| 30292.17 | 2681060.00| 19143940.00) 3234973.00
2 ¥ | ¥ i3\ 100ppb-2 LRSS | 5335842.00| 3592636.00) 26293200.00] 7426651.00| 10546070.00| 36449.54 | 2431153.00| 18501340.00| 3662127.00
3 v | ¥ 37\ 100ppb-3 [FHIAYHE | 4349450.00] 3290980.00] 25011700.00] 7301231.00| 10727840.00 38029.34 | 2682268.00( 18768750.00| 3629664.00
4 v |V 55758\ 100ppb4 IR | 5023514.00] 3535853.00| 24848190.00| 7584598.00| 10639420.00{ 42860.37 | 257640100 19151510.00| 2357160100
5 ¥ | S5f7k\100ppb-5 AHIREEE | 5243359.00] 3374174.00) 25246640.00| 7309432.00| 9886793.00 39675.96 2809381.00 19426760.00) 3710530.00

» 6

| M 4349450.00| 3290980.00| 24848190.00| 7301231.00] 9886793.00 36449.54| 2431153.00 1837223000 2234973.00
Max 5484636.00 3502636.00 | 26203200.00 7584598.00| 10727840.00) 42860.37| 2809381.00] 1950134000 3710530.00
AVG 5051167.00| 3463548.00| 25315530.00 7401799.00| 10440070.00| 20289.71| 2652213.00] 19060760.00 3541055.00
sD 407871.20| 115346.70] 560834.50| 107631.50] 333696.60| 2124.80| 132349.30| 424867.90| 176968.00
RSD 8.07 3.33 2.22 1.45 3.20 5.41 4.99 2.23 5.00
DL 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00 0.00

AIENATA AP T AR RSD ¥ITE 10%LL R, K2 T
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SR SIUS, 4 QUEChERS 25 F AL 3N S, {8/ LC-MS/MS RGE#ATIE . A3H
BWTINEMENE . W RS, S5 H R o Mo HIBEAR 2R G N 21 R 4T, AH
KEM e BRT 0.99; Tk % BELE 10% AN, RBUER&EKbRHEER . &SRB &
PG Yhe 10 EXPEC 5210 R 4t, ] LANHEEZ A HLBER 255K B EAT R B HERA Y E SRl .



Fiv LC-MS/MS 753U xE 7K 5. F1 5% 3552 Hh wab g
P 7 A A o Tl ) e, B B

ZHEbsE: (GB/T  20769-2008)

1808

VLTI OR ), FEMTONE TREEN . H TR OGN D A
EUR . AR AR UBE . REERN . LM AE, MRl A S R, DR AE
FRNTE, REEET, A A HUARRIER . 1 E AR Z RFTR, EAARRIETER, AR
FERR . b ER ZGEE M Sy SR bR i, W R R R B 8 S A R R AR AR A S
R DAMERBMEF T RS QRBE K (B EF R frf b R 24 Rk IR E)
TER, W R A BRSO AR B R NS Y 3mg/kg,  TEZKER HH R B KB B R A A
Smg/kg: MRIGHESTE K% P 10 KR B AR 0.4mg/kg,  TE/K S 1 55 K BR B AN 1
2mg/kg. Ht, ANZ% (GB/T 20769-2008 /KEFEEZEA 450 FhAk 245 AR Tk BE
RIGIE WO SRR ), ERSL TS A B R R S OB €% - = B DU AR ER B
OV SN 5 SR 5 e P T e 1 £ 1 DR L v RO PR I 7V

2 SEEE
2.1 FEfh PRER . WAIABEE

A% : ULC 510 88 =y 80rE i A CRARFC A — o s AR B8 R BhE e (&
AHITHEE)  AHIRAE) .« EXPEC 5210 = 5 PUMZAT & BB 4% .

PR (BE) -PRIgEES (4, A RIEMERER (485, WO e bz, T
-20°CUKFEPRAT

W) Ak, WER(ti%g:, £[E TEDIA), 4R, Bikd.



2.2 VAR I %A

TBNAH 10mmol/L Z % (A) FHEE (B) , BEEEHM
IE 0.4 mL/min
JaRF e C18 fBift4:(2.1*¥150mm, Sum)
HEFEE o MaRE, 10 ul
FER 40°C
IBAT I 1] 4.5min
LC St Time (min) A(%)lgmjnol/L B (%) HE
L
0 80 20
. 1 80 20
Ll WIRPS - 5 o5
3.5 5 95
3.6 80 20
4.5 80 20
AT ESI+ ESI-
AR E 1.4L/min 1.4L/min
AN 6L/min 6L/min
MS S &Ek%fﬁ% 0.4L/min 0.4L/min
EIHNIRE 450°C 450°C
fill 5 S = 0.45mL/min 0.45mL/min
(5.17e-3Torr) (5.17e-3Torr)
EME = E 5.2kV -4.5kV

AN 2 SN BT (MRM), AL S P INE 75 Rl R (CE) S 28U TR N
St Il RO, AR DR B I 1R 3 BRI 5L )

‘L?yu: 7l
M AiEES (JwcsEst | BEmm || SRR || AR | RS 0 REG xE Q5 &rEEon

O] #REEaE HEER0 05 |- sdetm EiE | BR[|
|EhER  BEEAT  FEFRT MEAG)  ASE  @iET

(R i 422,25 215.02 0.3 40 IES

2 |medmEE |4z2.25 366. 05 0.3 |40 |20

| TERRR A i) SERRE min) B R
1 o ESI- mEH

l2.es

B

Ui tUni t

Tni t=lini t



‘Er}u: s E

FitlEs Oncafss | BRamr | ISR EARE | BiskE _@} = {@_‘}_\@ [ G5 EFREE 071
| GEARE TG SRR G BTAES HEE
0 2 g5

ShE SRR |- osdesem BAE | BE D |
hemEn  BETRE FEIRE WEWEG)  HABE  GRE  AHE

o 2.65 5 Jill
| 2 2.85 45 |EST* MEH » 1 [ 372.95 282 lo.3 50 20 Ui t-Umi £

2 R |37z.98 133 |03 50 20 Uni t-Umi £

FEMRTANEE v BAAS % (GB/T  20769-2008 /K FFE S 450 Flifk 2 Jo AH etk 2
iR BN E ORH - H R R ) .

3. &8

3.1 LRtk H R

FH R I R 15 31— 2R 9710 A (1) A g 1 R 8 A2 TR VB A% (0.5ng/mL Ing/mL. 2ng/mL.
Sng/mL. 10ng/ml. 20ng/ml), 3% FikT7iEERE, L HisMn e & & FEikigmi (Y) K
PAERR,  HFRYIAR AR IR R IR FE ) AR, BUE RECH Ux, RAANERG G AR
theen FE 1. B 2 s FrdE 2K mUE E s T A EmE 3. Bl 4 s, BCE 0.5ng/ml
PRAETERERE, 12 M8 SIN=10 Ml S/N=3 THELE EIRA IR, SRINTR 1 Prx. HALR
okt RS2 R/F S (GB/T  20769-2008 /K SRAIERSIE 450 Ffr g 24 K AH Ak - it Bk B 1
E U - B TR ) IEEKR

MdEEE: oAl R Te Rl e h. BR TS
v = BLE3T0.EETx + 1125, 0347
74 ¢ =050
6 d
~ 54
2
= 44
z
E 3
24
1]
o ' T R
o 5 10 15 20 25 ng/nl.

B 1 g O e of it 2

IEEERN: e Ral. B TeMRE: e, R TR
¥ = 32410.5887x + 802, 4832
800 4 r = 09903

HE
25 ngfnl




P 2 IO T e ) o o4 s 28

RA705ppb-3 ESI+ TIC CV:40V CE:20V 4R MRM:422.25->366.05
3.39e4 cps
e 451 min
- P x 200
e N
e [l
& |
L= |
|
8« gt ‘
2 | I |
s |
w© |
B5 O i ©
|
2 |
e WA /
¢ r T T il
0 2 3 i min
PpD-3 ESI+ TIC CV:40V CE:25V BEARER MRM 422.25--215.02
5.29e3 cps
451 min
100 Z‘EB
w0 |
20 “
| 444
g T T T T il
0 1 2 3 i min
SR A70.5ppb-3 ESI+ TIC 2:MRM
3.92e4 cps
451 min
100 288
o0
2
° T - wia
0 i 2 3 i min

SHEE SESE - eS8 | SRRl

3

K 3 Ml g 2 = R A A B (0.5ng/ml)

CES | ABRNTEREE OO

VR EIEA MRM:372.95--133
6.83e2 ps

BAR0.5ppb-3 ESI-TIC CV:50V CE20V
65 min
100 245
@
1)
B 147 138 i 554 s
o WMMNVWMWWMWA«MWMM/\J\M !
FE
o 1 2 3 4 min
SR #705ppb-3 ESI-TIC CV:50V CE:20V TEOL B MRN372 952282
42363 cps
265 min
244 ERHE X
100
M WAEE
o e —
| 5 u
fHmRtt
L]
s O s ©
B \
L 282
wJJ - wE A
e A~ A T
B T T T T il
o 1 2 3 i min
3B #70.5ppb-3 ESI-TIC T
47923 cps
265 min
100 244
&
o
1)
252
o i)
2 3 K min

4 T e pR R ) 52 PR A € B (0.5ng/mlD)



2 1 PRI T ATV A ) 10 e ) PR 2 PR

b WE AR SIN For HH R SE HEFR
(ng/ml) (ng/ml)

1 A i i 108 0.013 0.046

2 IV P T T 74 0.02 0.067

32EEMH

S AIEEE 0.5 ng/mL 1 Sng/mL AN FIREEXT R &, 20 BIELLERE 6 R, 55 LR BRIt 1] AT
PIEE M, ERW R,
0.5ng/ml B VE: IR B IS [E]A0E B2 1) RSD H 5 AAE 0.00%~0.21%F1 1.83%~6.14% 2 [H]

| HEER § — I G B _.._%E;s_.
Vv | smEwH | BEFE | (RERGE | R |AETE R | (R S &F e |
b1 L | 23] £
5 || ;B4T0.5ppb- 2'&?%@@5%%@ 2.45| 15647.95 2.86| 164184.60 0.52 ngme
2 1 iB4T0.5ppb-3 BN BE-UER 2.45|17900.59 ; 2.88|163438.40 0.52|ngfmL
4 ¥ (¥ fﬁﬁu.swwluﬂﬂ&mﬂ%ﬁgé 2.45(15401.99 2.88(171125.00 0.54|ng/mL
5 ¥ | SR470.5ppb-5 B0 EIER-ER 2.45|16235.90 0.49 GG 2.86|163737.50 0.52(ng/mL
6 ¥ |¥||:5450.5ppb-6 f&%ﬂ&mﬂﬂﬂﬁm 2.45(15203.41 0.46 [lally 2.88|166387.70 0.53[ng/mL
Min | 2.4515203.41 0.46 2.86|163411.60 0.52
Max [ 2.45|17900.59 0.54 2.88|171125.00 0.54
AVG 2.45| 16152.04 0.49 2.87| 165380.80 0.53
sD 0.00| 991.79 0.03 0.01| 3026.29 0.01
RSD | 0.00 6.14 6.31 0.21 1.83 1.81
ﬂ_ | 0.00 0.00 0.00 0.00 0.00 0.00

Sng/ml M. PR B AR R ) RSD AE 73 AIE 0.00%~0.17%H1 2.46%~2.85% 2 [A] .

F@iER ._____.._._":t?”*mﬂ - PR —
| suEeet | =Eme |am ameﬂ HERE | wEei | a2etE 0 | HERE | RERk
[ BB AR 2.45177280.10)  5.50 2.86| 1822833.00
3 ,;m'SDDbB uﬁfu&mﬂ%&:hi, 2.45(172911.30)  5.36|ng/mL 2.88|1708706.00  5.67|ng/mL
4 V| |:B455pph4 uﬁ?@ﬁﬁﬁlﬂiﬂﬁi, 2.45|182461.00 5.66|ng/mL 2.86(1918222.00 6.05|ng/mL
5 7 B475ppb-5 1B B LR 2.45/160219.20]  5.25[ng/mL 2.86| 1822544.00]  5.74|ng/mL
6| | |¥|=47500b-6 |EnkEmn -t 2.45(181178.60  5.62|ng/mL 2.86|1853120.00]  5.84|ng/mL
[ win| | | ] 2.45169219.20)  s5.25 2.86|1798706.00]  5.67
Max| | | | 2.45/182461.00]  5.66 z.88|1918222.00]  6.05
ave | | | | 2.45(176918.70|  5.48 2.87|1850018.00)  5.83
= [ [ ] 0.00| 503380 0.6 o.00] 4558030  0.14
Rso| | | | 0.00 285 2.5 0.17 2.46] 2.6
B 0.00 o.00]  0.00 0.00 o.00]  0.00

] TG A A 00 1 A5 B R R R T ARSI ZE 6.14% LR, RS 35 B i
4 2518

B APEHCERT LB AR, ST LC-MS/MS RGHATINE . ARLHLE T IIEMERIE. K
WP RABUEL A, G5 R PRI e AT VER e o T A Vs ] PAY e R, AR SR R MO T 0.99;

E



TIFHG B AR 6.14% N, REUEFF & EZRbREEOR . RS REL mbtis4ae /11 EXPEC
5210 RS, BT LUK K AN ER S H e g N A B R R AT R . MERA I E R A



EE HNOL Y 'ETl..I.Ji T
F=F Mk

—. LC-MS/MS ¥EN & B = RN

& &

ZFEFrfE: (GB 5009.97-2016)
1815

R R A AR IR O AR B RR B, 5 WA INGR o TR, AT D RE R
30-80 %, FAKIEIEL . FIMIE . FE tEar . PEAREERRIE, T H KR HAR, JEe A,
& MPEFRE AT ROE R . EEE R B e ERZ BR R A, S8 [ OR A A
HER, HHTHESSEUENERRE, £E A 1969 FEiR4amiEm, 245 FvE aREERE.
el HARSEAENT 40 24 E 548 LA RS RO B b B RGR), (Bt GG IR 72 A 1
ZAERVHER SR INETE R . B AT E X i b 3 A 7k i 2 B U ik
otk R ENTE . SAHEIE-FTREE . A - . ASCEE (GB 5009.97-2016
Bt TR O S R B 1 A B =R € - U/ T ) 0T P T R B O S T R
BEAT PO PR 73 B ARSI o ST — A R AR SR A I A, TR SRR SR T H
Far il .

2 LR IY
2.1 FpdEm . WFIR &

2% : ULC 510 768 s s A CEARTC A — oo e R SR - ik 1 shidb e as (&
AHITNRE) . MR . EXPEC 5210 = 55 PUARAT &5 B BE AL

bRt PR R IR AR AL S BRI, T-20 CURFRIRAF

W) HEEMACHERES; LN LC-MS 2, ZEEN 98%. Hil AT H b5 [l =i
GEE R .



2.2 VAR I %A

10mM ZBE AT (A) FIHEE (B) , ¥

HEIH e
g 0.4 mL/min
NPy Waters BEH C18(2.1*¥100mm, 1.7um)
HEFEE oy RIAFERE, 10 ul
AR 40°C
LC % B4R 5min
Time (min) A (%) B (%)
0 90 10
. 0.5 90 10
Tof 5 702 3 0 %
3.1 90 10
5 90 10
AT ESI+ ESI-
FHAE 1.4L/min
EHFRME 5L/min
MS %44+ RS 2L/min
EIEHN IR 520°C
filf <R = 0.45mL/min (5.8e-3Torr)
EYE L 4.8kv | -4.8kv

AR ON 2 S B I (MRM), - AL SV I 15 Rlfi HUR (CE) S 2 UL T 3R .
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TN HEE-ERET

g F \lurvanchend S0 STHT 01 9-0-0 MassExper t. PO04. VOLA DDZ\MassExpert. FOD4. D1k DDZ-B\MazsControl\Froject\LT. FRDMMethod

wEiEE
BLc ﬁms |
v FREs, Cinosgs | maew | Enss || @AsE | WEEE || | O emmeE SpiE oo - e EEE < A0 105

REREN  HiHE ein) EREE rin) EFEET 38R | | fhathEin 257 FEF HERE ) HIRE HEHE ShE

»l PR 178 [s0. 15 0.08 50 22 [ - ¢

z FAiEGEIFluxuanzhen\SRFH\STER 2019-9-0\MassExpert.PO04.VO1A.002\MassExpert.P004.VO1A.002-6\MassControl\Project\LJS.PRO\Metho d\EEE &= - IF A = F . Mth] =l X |
ZEHE  EImO) EEH)

DEH & =FE el @

H2EER

FEEwr WEF-ERET
533543 T \luruanchen \STEF\BTEREFE019-9-0' W assExper t. POD4. VOIA. 002\WassExpert. POD4. VDT 002-B\WassContr ol \Project\LTS. PROWethod

558
@TIF}MS
w FEEES Crosgst | B | GRS | BARR | BIEAR | | O emmaE OREE 0 - gupem[E0E - fEmE o0
[HEEG PRGN SFHE D BT R : mmgr BET TEF  EEHAs)  BABE  BERE ARz

] Tn s [zs1- [ = BN 122 lo.08 |s0 10 Ui Ui ¢
PO T

2.3 FEM AL E

FREGERE 10.0g, BT 50 mL KA, T 60°CKIE LA 30 min, & 4585552 2 100 mL
HEMT, HAKERIFRE, 4 0.22 um AKMHEFLIEE T G % H

3 &R

3.1 ZRMEAEL HHFR

FHZKBCRG 1g/L 3 O 2 SRR PR AR A VAR i 25T, PR KR B 20 43 21 Sug/L.
10ug/L. 50ug/L. 100ug/L. 500ug/L. 1000ug/L 1 2000ug/L FIARAEE . %08 ik ikt
B, A B e BB T i ma () ,  BARPbs R SR IR (X)) AR AR,
AMERLE TG RIRRHE R 2R I 1 FTos . BURFERN 5 ng/L ARiEEasEFE T, H SN N30 (p/p)
A Me LR O R S L RS PR (LOD, S/IN=3) FlI'€ & R(LOQ, S/N=10) . REZLER
W 1.



EHE% Tl #A TR T e ERTTS
4 ¥ = 894.5209x + 10779085
R'Z = 0.9978
L
1.5
)
=4
e 1
.!::(
0.5
o T T T T e
0 500 1000 1500 2000 ng/mL
Bl 1 Ph R S R 2
SppbfE BBE -3 ESI+ TIC CV50V CE 10V IHEE MRM201.95->122
150ms BFEE 21783 cps
it 5 5.00 min
80 4
é 60
= 40
20 4
" : : . 1 BiE]
0 i) 2 3 4 5 min
sppofE £ 3 ES\ TIC CV:50V CE:32V EHEE MRM178--80.15
150ms 2% 3e3 cps
5.00 min
i3 213
Il
80 4 “
g 80 I
= | |I
Y A e 138 | ez 474 ag
AR ¥ A i i b i A, VAV e N el Vi — PN OV J w4l
0 1 2 3 4 5 min
Kl 2 Sug/L #rifEdt MRM &l
1 PO AAS H PR AN E B R 45 R
E S ERER (ug/L) far PR Cug/L)
I S IR Y 1.8 0.6

32EEH

2L E Sug/L. 100ug/L. 1000ug/L [RIARHE S VAR,
M ER M, RN,

I E

AN [E] P IO bR VHE VB VR, CREA B 1A]) RSD KT 0.3%, I&TH AR RSD KT 6.2%, J7iAG &

KA

BEHERE 6 UK, 55208 B I [R) A



o HafER . HEE
[$]e] | stmepr | =meme | sea  [eeen[sens [=@st |memE| we
1 ([ SppbigEE-1 [HEmE-EAET 20200728 12:42 F& 261 HEmE2 2.123| 5699.555
2| | ¥ |[||sppbfma g FREST |2020-07-28 12:47 M 261 EEER 2.123|5520.903
» 3 ¥ SopbEEEa ? BT 2020072812:52 FM  2El  MiEw2 | 2.123)5553.233
4| v |[[sppbsamrE 4 s -EAET 20200728 12:57 [sRE |261  |@HEEE2 | 2.123[4946.090
5 ¥ |[|sppbg -5 MEE-FRET [2020-07-28 13:03 |5/M 281 FEEER2 2.123|5511.493
6| | ¥ |[|[sppbimmee g FRET 20200728 13:08 |54 261 WS | 2.131|4973.881
Mn| | | | ' ' ' ' 2.123] 4946.090
© Max | 2.131| 5699.555
AVG 2.124|5367.526
SD | 0.003| 322.969
RSD | 0.163|  6.017
DL 0.000(  0.000
Kl 3 Sug/L ¥ O R R PR N VA TR % 45 R
g Gl ; ” AER
Plw| | #hEmt | RERE FEME | HSAE HERS T2 | eEHE| wE
1 || flnuppbﬁfgrg-l Egﬁgﬁiﬁg;zzuzu-u?-zs 13:56 | 264 ) 2.131|89305.270
2 | |100ppb#EmEs-2 |#EE-FRET (2020-07-28 14:01 #4264 |EfEEE2 2.131|96839.000
3 |100ppbigmErE-3 (HEE-FREF 2020-07-28 14:07 540|264 | GEEED 2.131|94799.910
4 |100ppbiEEE4 |HEE-FRET 2020-07-28 14:12 |54 2E4 |EEmE 2.123|93970.250
s| | [0 |iooppbiEmeEs MES-EAET 20200728 14:17 a1 264 EEE2 2.123|90232.380
6| | ¥ |l |[100ppbiEmEE 6 | MER-FAST 20200728 14:22 FH 264 |HEE2 2.123|94852.740
Mn| | | ' : : 2.123|89305.270
© Max | 2.131| 96839.000
AVG | 2.127|93332.260
s 0.005| 2932.441
o] [ oasl su
L | 0.000 0.000
K] 4 100ug/L PF I 2 B BRAN TR VIO 25 FE 45 2R
HaEE HEE
(Y sHETM | RERE | REHE |58 #8RS EE% TREGRAIE] | W
1| | v [1000ppbEmmE-1 [mmE TaET [2020-07-28 1428 ka0 226 mmm2 | 2.123|861952.900
2| | v [0|1000ppbiEmE 2 e FRmET (20200728 14:33 M 266 | BIEE2 2.131| 897003.000
3| | v | [1000ppbsEEE- (B ERET 20200728 14:38 [kl 286 @iEm2 | 2.123|859547.000
4| | ¥ ||1o00ppbigErE 4 |HEE-FRET (20200728 14:44 k8 [286  |EEm2 2.123| 864776.200
s| | [[)[1o0oppbigmme s sms FaET (20200728 14:40 ki [286  EiEER 2.131| 887642.400
6| | v | |1000ppbiEEE 6 HEE-TAST 20200728 14:54 [FM 266 MiE®2 |  2.123|874388.600
Min | | | 2.123|859547.000
© Max | 2.131|897003.000
AVG 2.125| 874218.400
5D | 0.004| 15193.530
viso| F
L | 0.000 0.000

Bl 5 1000ug/L 3 O FE 2 S B TR BN v YRS 5 P &

AEENT EXPEC 5210 5 A R IF L & LR N & B 1 712 T2 181 [ b



(GB5009.97-2016 £ i 3 O Bz B fed FRA RT3 55 = V2UAH (- B % | BT i) Il
AR, RASMRE RS, R RIF, LA R r v 0.9988, XM, .
AN FR FE AR FE AT 6 I, TR BE I TR FIUAE AR AR R HE IR 22 23 AITE. 0.16~0.22%
A1 1.80~6.16% 2 18] o 5 ik 7€ & RANK tHBR 70 7l 9 1.8pg/L A 0.6pg/L, SE4%i 2
GB5009.97-2016 H £ it BR CAR S SRR RR A M AHR i 225K, o) F T~ Bl TR 3 R
BTN 2 B A .



TECHNOLEOQ ig%mﬂzi e
—+ LC-MS/MS iENE 4 =R E| AT
REE

ZHArvE: (GB/T 22388-2008)

ZREME (Melamine) & —F6 TR, ESEL Rk FEMET Z M HERE
XS HE ORI G5 M 1) — R AW R, NORREE RS, LT RN, ANRTH T & ECE
mnFl. HEHTHATFERENECE, —SAES FARRER, HTREEHFE
TR IIE, 7E4-90 A& & ik s in & A = R, I8 R0 Rl AR S
iR SRR R AR . ARSI, RN = REURE R I, FIRES
TEUL PR G, RS ER B IE T MR VR PO RE S Bk at A o & = TR EUIL I 3o AN [ AT Ak JE (4
WA ANE . T2 LA B A AR B 450 5 i N AN, R4 L LR 5 5l WA R & 4
i, WEME TAHIKIFRME, 40 (GB/T 22388-2008 JF K} 3L -5 L i o = R EAG I 7
%) (GB29704-2013 & dn e ERKbRHE ShYIE & S I R AR = R 52
Il sE B e RO Gk - RIS R ) &E. R, A% (GB/T 22388-2008 J5UkLAL 53
i e P = U 7R ) AL T A P 1 R PR S AR € — = YRR R IR A
I 5E v = R EUZ AN 7V

2 SRR IY
2.1 . AR

1478 : ULC 510 & s 8ooi (st CRRTECAT — ol m R4 . s A sh i feas (%
AHIZHEE)  AHIRAE) . EXPEC 5210 = 2 PUMZAT & BRBR 4% .

=REME (AR, E WA B, 20 CUKFIRE .

A Ol WEMKONEIESR: =R OmR: Wl BHIRJy LC-MS 4, 28N 98%.



2.2 VAR I %A

—_ 0.1% K (A %n‘aﬂ% (B) , BREEE
i
ik 0.3 mL/min
(AT Agilent Poroshell 120 HILIC
(2.1*100mm,2.7um)
BEFEE FB>IABERE, 2 ul
= .
LC #H - s
1ZAT I [A] 4.3min
Time (min) A (%) B (%)
0 90 10
N 2 5 95
BT 25 ; "
2.3 90 10
4.3 90 10
BATRA ESI+
S E 1.4L/min
FIHEFE 4L/min
MS 4 RS 2L/min
FRH R 500°C
il i < 0.45mL/min (5.8e-3Torr)
EHE R 4.8kV

M AR N 2 S B I (MRM), - AL SV I ES 10k . Ailf e T (CE) S 25U 3% .




¥ AirRE =R R

xE Ba

QS E B =FE esi
BERR

FkEh SRR

wme |

7374 s

M Faes ecaiist | Eioo || SR | BARE | MRSR OE0 X Q5 =

HEKER FiaE0in) AFHEWn BFAE F8EE [ emidikamE 25Eam 0 o = HEAE ESE - BE 0
’ e BEIAR ETET ] T aE
v EIC ' 05,05 0.2 50

2 ZRAE 127.18 88,05 0.2 50

2.3 FEM AT E

HERE HHE

18 Uni t=lini t

30 Unit-Unit

FEMBTACER 5. BARSE (GB/T 22388-2008 J5 K7L 5 7L i b = BB & UG I 515

3 &R

3.1 LR H R

M2 AR MRS B — RVIKE R = RE AR (10ng/mL. 20ng/mL. 50ng/mL .
100ng/mL+ 150ng/ml. 200ng/ml),#% M FiR 777k, L& HARYIHE &5 ik iEmis (Y),
E BRI AR AR VA 00 7 B FE () R AR, AU REON 1/x, R AMEILE J5 ks th 20
B 1R, SAREREEENE 2 o, ERR0EESTEOE 3 B, AR E =R
e E (GB/T 22388-2008 [REFLE FLa bt vh =R EURA I 7 L) HIZK .

=FE&EME: THRE #R TR o #RTHE

1 » = 24114 6610x + B4344. 1229
5 {R'2 = 0.9945
.
4 J
) -
2 34
=
=
E 2]
T <
o T T T T T T T T T T T T Sﬁfg
] B0 100 150 200 ng/mL

K1 =R ARE h 28



S5201013019 ESI+ TIC CV:50V CE18V =E&H1E MRM:127 15-=85.05
3.63e3 cps
6.01 min
it 530
80 4
£ 60 -
é ] 0.81
40 4 N . \
" 158 a4
] nr_nn 1 RV 4.12 i 5.{3@
W o il
W L
20 4 J""
03 il ;
: . ————— Biid]
0 1 2 3 4 5 § min
Kl 2 AR A
S5JQAA-10FPFB ESI+ TIC CV:50W CE18Y =E& 8 MREM:127.15-=85.05
G.16ed cps
6.01 min
i3, 0.99
80
£ 80 -
=
40 |
. G |
|
| i
. A
e e e = e = :
T ’ ’ ¥ Y T T T T T T ’ ] 1 Hinﬁ_l
0 1 2 3 4 5 & min

K3 =REEHEERAEIER (10ng/ml)



32EEMH

S ECE 1 ng/mL A1 80 ng/mL AN [FVRFEXRTHR &, 23 T LL3ERE 6 IR, 5 2 OR BE B [H) AT o)
NEE N, R HIR.
Ing/ml B VE: (R B B 8] Ao 37 () RSD B 43 7 7E 0.85%F1 0.94%

o #aRE | )
‘ AR | #Es EERE | FEE | mE | HERE
1| || [ss201013019-1]s30a |  0.98[281123.70
2 | ¥ |[|s5201013019-2 SIQA 0.99|279583.10
3| | [][ss201013019-3|s1QA 0.99| 281968.80
4| | |[/552010130194 |SIQA 0.99/ 286388.70
5| |¥|]/55201013019-5 SIQA 1.00|281790.70
6 ¥ |[|55201013019-6 |SIQA 1.00| 278776.00
mn| | | | | 0.98(278776.00]  9.58
Max | ' 1.00/286388.70|  9.89
AvG| | | | 0.99/281605.20|  9.70
so| | | 1 0.01] 2659.83] 0.1
»RSD| | | | |
DL | | 0.29 032 038

80ng/ml FE &M LR A IS [A] A1 S 1) RSD H 73 3IFE 0.73%A1 0.52%

 wgme | cmEm
Vv | | sdEwH wEek|eEmE| wE  |HERE
1| | |[1/s52010130197 |s1QA 0.99|2080874.00]  84.39
2| [1/55201013019-8 |SIQA 0.98|2085116.00|  84.56
3| | |I|s5201013019-0 |S)QA 0.99|2085279.00|  84.57
4 [7]/55201013019-10 |SIQA 1.00/2095671.00|  85.00
5 | 55201013019-11 |SIQA 0.99|2108266.00| 85.53
6 | ©1/55201013019-12 |SIQA 0.99| 2080574.00| 84.37
Min | | | | 0.98/2080574.00|  84.37
Max | || | 1.00/2108266.00| 85.53
AVG | | ' 0.99(2089297.00| 84.74
SD | | | 0.01| 10780.66|  0.45

» RSD | | |
mL| | | | | 1.96 1.39]  1.43

ATAITAT H A YR R R AU T B 12 0.94%BL T, R BT



4 2

YRR A R BB T A AT AL SE T AL B A, ] LC-MS/MS RGEEATINE . A
MHEG T INAMENE EEE . REULSE, SRR = RKEUER I VaE A Lt R, A
REBIIKT 0.99; THEFGHEE 0.94% N, RBUZF & EARHEZR . AR AE. &
PU5AEE 11 EXPEC 5210 248, W] LU A=y rh = S GUIE A Bk B AT R vEERR ) S8 Al



ECHNOL GY Tl-l zi e

=. LC-MS/MS £ & B3 H P4
KA/

[

ZHbriE: (BSI201703)

LK, a2 “ R P, RIE G A R 6- "R R IRE (6-BAD.
4- AR CIR (A-CPA) SEFEM) AR AL BE Z2F PU A, BB HACFAER B K, Bt
MMM E R BRI R g fa AR R, AR 2
SRR R, B EE AE RELT, I G ISR R R o Bk, R,
ARSCHE ST 1S IS B RS R v A o K = EE DU ARA 5 8% A S S22 v 4- SRS LR AN 6-
R JER N T B B R H e R UL A I T v

2 SEIE

2.1 FpdEm . WFIR &

1#%: ULC 510 s oi (A CRARECA — ol m R . B ek Ao iireds
AHITNRE) . MR . EXPEC 5210 = 5 PUARAT & B BE X

PRt 4-F0RE QIRAN 6-"FILIRMEMFRUEIE I (100 mg/mL) , WH Fifg2iE, T-20C
UKFEORAF o

Bl WEEM O eI g, RN, 20)F 98%.



2.2 VAR I %A

. 0.1 %HEKEW (A) FAiHFEE (B) , B
Iy e N
JE e Mt
JERPY e Waters BEH C18(2.1¥100mm, 1.7um)
IE 0.3 mL/min
ERl 40°C
R o RHERE, 10ul
LC % iBAT R[] 6min
Time (min) A (%) B (%)
0 95 5
. 4 5 95
Tof 2 7 72 s 5 %
4.6 95
6 95
S 1.5 L/min
EIHEF MR 4 L/min
MS &/ fiﬂk%ﬁﬁ% 1 L/min
EIHNIRE 450 °C
fill- 5 <A = 0.45 mL/min (5.8e-3Torr)
EME = 45KV

IR N2 SN B (MRM), &AL AP0 75 Al B S (CE) S 2 8un K R .



P EEO)  EENH)
NE - & &F8 s - @
BEiER
FkER [EE R
FrgE [F \REVERE RS HMERE RETH PROUe thod

| #ifEe |
lLF,’»'.Lc Ens
A s [ mcsBst SR HRAHER Bk ER [ #mimERE $3H8EMN 003 s ghig2enl BHE - fEFAE0.375 s
RERER  FHEiE EediE BFE e ehet 88T FETF HERE ()  HIBE R ORE
y1 | s p1 185.17 126.7 0.04 40 8 Uni t=Uni £
2 |<EERIB 18517 1L |o.04 40 5 Ui -ni ¢
3 FEREY (2242 133 |o.0s 40 30 Ui t-Uni £
4 RIS 2242 106 |o.04 40 45 Uni t-Uni t
5 |6-FEBIZEK 2242 117 |0.04 40 45 Und t=Uni ¢
2 A Hilps: WERRIE  SifExeel | BHISN  FEESA

2.3 K b3
FEMRTAN TR 54 BARS% (BSJ 201703 SRy K570 e ) .

3 &R

30
=k

3.1 &EMEER

VIR IR SRR 2] — R LR 4- AR E SR 6~ FEJIRIEIRFR (737379 10,20
40, 100~ 150, 200 ng/mL), %8 _FiRJ7vAHERE, DL BARPII € B ki mil () A
PAEKE,  H FRYIAR AR R TR B OO AL AR, BUE RECH Ux, RAAMRERLE S 17
AL Zean T 1-18 2 FroR, FTRLVE H HAR AN ERIE R I, MR REC KT 0.99. ke
BRI EIEEME 3 fir, SUEWRERISAT 30, 2 (BSI201703 &2 HEMA K
PAFTFIRIE Y 2B TR,

CIFEFLE: oA FRTEMRAL ey ERTEE
140 J ¥ = 595.8377x + 336. 6425

E'2 = 0. 9994
120 4

100 5
30 4

G0 4

Wil fi (1043

40

20 4

0 50 100 150 200 ng/mL




K1 4-FRE ORI 28

6T EREE : oAl HR TR em. R TR
vy = 13799, 1173z + 24500, 6125
53 JR'Z =0.937%
25 ]
2 2 3
{om]
= 15 3
: =
05
e
4] 1 T T T R
0 50 100 150 200 nz/mL
. A i .
K2 6-"REE RN I bR AE i 25
STD-10ppb-5 ESI- TIC CV:40V CE:8V 4-8 FH8 MRM:185.17->126.7
2.39e3 cps
6.00 min
100 3 1?2
80 3 I
€ 60 4
Z
F 40 ]
20 4 ‘
8; 9 T T S e IT)
o] 1 2 3 4 5 g min
STD-10ppb-5 ESI- TIC CV:40V CE:45V 6-F B BRIZM MRM:224 22106
5.82e3 cps
e 352 6.00 min
80 4 ﬁ
£ 0 3 ‘
%
& 40 3 ‘
20 4 ||
\
2 M S-S SR < S || .
0 - -~ = " - 1 Bfid
W] 1 2 3 B 6 § min

B 5 PR A R ) E B A i & (10 ng/mL)

32EEM
F 10 ng/mL JRARVATR, VESRHERE 6 YR, SR B I (BRI S0 M, 45 A0 F s,



Ne— HRER _ | 4EFECER | 6FERER

oty | memwe | REEtE | RESk |RREA| e |RR6E) 65 |
1 v EPE R BEE-1 2020-00-17 17:10 49 REYSE| 3.72(3011.45 3.52|72294.84
2 v | BRI EE-2 2020-00-17 17:20 PR RIEYH 3.71(2943.87 3.52|78776.31
3 | EE TR FEE-3 2020-09-17 17:29'131?11{":@%3'] 3.73|3090.14 3.52(81549.88
4 ¥ | it EET R4 2020-09-17 17:38 BP9 FIESH 3.73|2778.50 3.52|77278.02
5 ¥ | BB R HEE -5 | 2020-09-17 17:46 HEPIE BRI 3.72|3188.16 3.52|75016.75
6 v | EE RS SRS 2020-00-17 17:52 {EYEREST 3.72|3038.67 3.52|75680.36
Min : 3.71|2778.50 3.52|72294.84
Max 3.73|3188.16 3.52| 81549.88
AVG 3.72|3008.47 3.52|76766.03
SD ’ 0.01| 139.24 0.00| 3206.83

» RSD |
DL 0.00] 0.00] o000 o0.00

AT 50 BT A A W0 DR B R TR) RO 0 10 AR )R 55 B A4, OR BN ] RSD 7E 0.2 % LAY, &1
R 2 RSD /N T 5 %.

4 2w

KRICHEEE T IR AN KSR AN R4S, 45 AR 2 i A R = 7 A A 7 [
W REF, AR REIIRT 0.99; TIEAEE AL 5% LA, TR B IR A3 E P RSD /M T 0.2%.
= R SPUE YEE /1 EXPEC 5210 R4, B LU 2 4-F0R S LR 6--F S: iR Ve
NATR FEHEAT RAE. MR E A



{1, LC-MS/MS =R M EZFHH B 1Y
EE
S (BJS 201905)
1805

%718 B (Rhodamine B) , & —F ARG ELL AN TERIMIGEL. GIET K. L,
s TR &0 BRAMEELNER. BOOFRY 200K, KEBNETA, Wk
JEABREIR G, BR300 WalfE N E g EAIE A, B4E 2017 4 10 H R A
I E B EAERE TN A B YIE SR, PP B 78 3 KEURYIER . Bk, AXZ
% (BJS201905 HESHFPFHEH B ME Y , @ TEHEE RS S AOR A Bl - =
VU ARAT £ BT SO 28 £ b 2 PHE B B bl L ey R R R

2 SEE
2.1 B R PR, WA

13 : ULC 510 H S 80iU ei A CRARTCA — oo m R Eiae « e A sh s (&
AHIIHAE) o AR . EXPEC 5210 = 5 PUMZAT & BB 4% .

PrifEdh: PP B (4, WA , MHE A ChemTek, Inc., F-20CUKAHIRAF

WA Ak, FRNEIES (CNW) , HE (LS, £E TEDIA).




2.2 JRAIR %A

2.3 FEMETALE

=t

ik 0.1% 7K (A) FIHEL (B) , BhHEEBENN
ik 0.4 mL/min
JERPY e Waters BEH C18 &3 44(2.1¥100mm, 1.7um)
BERE R A IR HERE, 10 ul
FER 40°C
IZAT I 1] 3.5min
LC 4 f Time (min) A (%)A B (%j
0.1% /K I
0 90 10
L 90 10
Gt 1.2 20 80
2.5 20 80
2.6 90 10
35 90 10
BT ESI*
SR E 1.4L/min
FIHEFE 6L/min
MS &4 SRR 0.4L/min
FRH R 450°C

il 28 < 0.45mL/min (5.17e-3Torr)

EBHE R 5.2kV
YR 2 B (MRMY), AL AU T3 Rl R (CE) S 2 UL T &
= _

@REns Do | @ || ENAR || BAAR | 6EEE || OB O 5 E 05 &5 on
| BEARE m&ﬁisﬂ(m;n)zaﬁmmm;ni BTk S Dfiﬂ%i@ii&@;ﬂﬁﬁfﬁ.ﬂ;%j gz ﬁ.ifc‘jﬁ.m E :@g |n_1 -
L d 3:5 ke BETHE THETRE WEAL)  WIRE  WERE SOHE
O - S —

FERBTAER 73 BARS% (BIS 201905 &5 FZFHH B 1UMIE)

3 &R

3.1 £kt H PR

O BER B 2 — RVIKZE R P B F5ah(0.5ng/mL. Ing/mL. 2ng/mL. 5ng/mL.
10ng/ml. 20ng/ml), 1% M _ERT7ikHERE, LA BRI E & T OikiEm (YD NPALYR,
H AR ARV ) o1 B IR B (X) i A8, B RO 1k, RAANEE G bRt i 2 v



K1 TN bR dh R i i B TR K an i 2 B, BoE 0.5ng/ml bRiEVEBGHEAE, 1218
S/N=10 1 S/N=3 i+ 5 & ERAK KR, 458 NE 1 P, BARSZIG IR B IR 2274 (BIS
201905 &M EFHIH B IE) BIESK.

FAME: oREl #R 7o Rl o0 BR TS
v = 28080, 41292 + 261898419
g ]r =097
] .
— 44
4
o
-3
E
£,]
1]
04 . — T8
] 5 10 15 20 25 ng/nL

K1 B B bR 2

=aiEE BESE - Hesd | mEEE s CES (@l e0
5 F1H3B-0.5ppb ESI+ TIC CV:50V CE:45V B F1EAB MRM:443 45->399.05
o min
[T x
ATEE

& = [+ 3993

WIRC%)

. k%
5 1 15 2 2.5

RiE
35 min

K2 27 B e IR G g (0.5ng/mD
R 1 ZTTH B A FRATE SR

e EREx AN S/N fr PR (ng/mDD) EREIR (ng/mD

1 P B 1001 0.0015 0.0049

32EEMH

Sy AIBCE 0.5 ng/mL A Sng/mL AN [FJ BN I A, 4 ABEBLHERE 6 UK, 25 S OR BE I [R] A1
P E S M, RN TATR.
0.5ng/ml EE V. CREFIS (AR B[] RSD {43 772 0.00%H1 1.9%.



HRiER Erae
85015 SR | KEEE | EERE REHSE| WA
1| | ¥ ||| & B AR5 \B388-0.5ppb-2 | 2021-09-26 17:11 | B3888-0.5ppb-20ppb | 2.07|127287.30
2| | ¥ || e B ABRRE I\ B ABAB-0.5ppb-3 | 2021-09-26 17:15 | B/ABHB-0.5ppb-20ppb | 2.07|126690.50
3 v || &% 2 EmRBA IR B H886-0.5ppb4 |2021-00-26 17:34 | EFBRB-0.5ppb-20ppb | 2.07[122423.90
4| ||| gmhEAEEIE B ABEB-0.50pb-5 | 2021-09-26 17:22 | E=BEB-0.5ppb-20ppb 2.07(123379.50
50 | v |0 ass =AM\ EAMRE-0.50pb-6 |2021-09-26 17:26 | EAEAB-0.5ppb-20ppb | 2.07|122123.20
6| | v |[|agh=meaegEs\ = A88-0.50pb -7 |2021-00-26 17:30 | S/8AB-0.5ppb-20pph | 2.07| 126663.60
Min | | 2.07|122123.20 0.42
x| | | | ' ; 2.07(127287.30] 0.4
AVG 2.07|124761.30)  0.43
~so| | | | _ o.00| 236870 0.1
b RSD
oL | 0.00
Sng/ml BEEVE: (R BRI R ) RSD {43 HI7E 0.00%F1 6.9% 2 [H]
L I .. L S p—— ;i
IREAAIN SR | wmwE | = WENTE ] W | HHAE
1 | & ch B PRI \ B HPAB-Sppb  |2021-09-26 16:34 | B /8AB-0.5ppb-20ppb 2.07|1050045.00|  4.51
2 | | & ch E ARG\ & HPAB-Sppb-1 | 2021-08-26 17:41 | B /A8AB-0.5ppb-20ppb 2.07[1230700.00|  5.30
3| | & B ABRBA IS \ B 4BRB- Sppb-2 | 2021-09-26 17:45 | E/3EAB-0.5ppb-20ppb 2.071145569.00]  4.93
4| | 2% e B A ER B \ B3 BRB-Sppb-3 | 2021-09-26 17:49 | E43E8B-0.5ppb-20ppb 2.07[1144372.00] 4.2
5 | &% E ABABHE \ B =REB-5ppb-4 |2021-09-26 17:53 | E/HAB-0.5ppb-20pph 2.071133266.00|  4.87
6| | ||| &&hEARegEE\EA8EB-5ppb-5 | 2021-09-26 17:56 | E8AB-0.5ppb-20ppb 2.07[1013379.00|  4.34
Min 2.07[1013379.00|  4.34
Max| | || f _ 2.07|1230700.00)  5.30
_AVG | | 2.07[1110705.00]  4.81
so| | | ' o.00[ 77219.63]  0.34
vRsD| | || ' ' " o00| - 7.06]
oL 0.00 0.00]  0.00

AT XS 1 A BE B (BRI T RS TE 6.9% DA, A 35 i
4 2

AR IBCEERT AL AR, I LC-MS/MS RGEHATINGE . ACHELE T ITIENENE. K
WL RS, SURERW]: PP B AERNNEE NETE R L, MRARBIIKT 0.99; Tk
R EAE 6.9% AN, REUVERT G E SZARMEZR . = R =iPtis YeaE /11 EXPEC 5210
2G5, AL R T P B S AT R AR E AR



Rif
N

Fi. LC-MS/MS = e E Y 2.2
MRS E

S FrifE:  (BJS 201708)
1815

CIEFZ MR — R4, wiEE, HED . SCREE N SIRINN, 1ERN— ks R
WA, NHBCRERS R, SRR, AR, TR B L H R S R A R Y
S5, B A R G AN G i A B AUR, X R s A EN, HRRRE K E i
BN 2 40 432 E M AN o] & i AR E B NS a AR RS, K
M &N 10mg/kg, ADI{E N 2mg/kg, HEMRYE GB 2760-2014 £ ffsmil i H DA FR#E, ik
N FCVRAE R S A k. BRI, RS2 (BIS 201708 £ HTRE i o 2,56 32 ZE Wy il =2 Bk ),
FENL T R R 0 v R € — = DU AR ER IR SO s P AR 2 B o
Moy 2 e 1 DR L v R E A 7 vk

2 SEIE

¥

3

2.0 FEfh PRER . WAIABEE

1#%: ULC 510 s oi (A CRARECA — ol m R . B ek Ao iireds
AHITHEE)  AHIRAE) .« EXPEC 5210 = 5 PUMZAT & BRBR 4% .

FEdh: BT AR A& A 3299-1. 3299-2. 3296. 3292. 3294, 2741 NFHEAH
R

PR CEEFE IR (AR, WA TWH R, T-20 COKFETRAT

WA FEE(ERE 2, 3€E TEDIA). #4ik:; FERNEIEHR (CNW) , 4ifER 98%.



2.2 VAR I %A

- 0.1% /K (A) FIHEE (£ 0.1%H L, B)
Iy e o
Tof P B Mt
g 0.3 mL/min
JERPY e Waters  C18 i3 44:(2.1*100mm, 1.7um)
HEFE R oy PREERE, 10 ul
Rl 40°C
LC Zf IEAT ] ' . S5min
Time (min) A (%) B (%)
0 80 20
1 80 20
Tofs 5 7 92 1.5 20 80
3 20 80
3.5 80 20
5 80 20
BT R ESI*
ZUHERE 1.4L/min
EHFRME 6L/min
MS %44 SRR 0.4L/min
ZIFIRSE 450°C
Rl S = 0.45mL/min (5.13e-3Torr)
EME = E 5.2kV
ML AN Z B IR TI(MRM), SALAP I E FX) . fili4# B R (CE)Y S 28U 3R
B o
P eS| B | ShEE | AR || BiAR O #mBEaE SEEm0 0 |- sieen[EnE | grmElo |
i | RBER O TERE) SEREG) BTEEDS  1HEED | ikEmER E,!%% ?%% Vﬁi‘ié’ﬂf]@(s) éE}L%E HH!EEE ﬁ‘fthfm

1411 71 0.4 30 |30 |Uni t-lini ¢



2.3 FESLETALEE

FESATAO I 7% BRS2% (BIS 201708 B Z B M pilE) o WK
B 10g BWUFE ORI 0.01g) BT 50ml R OE S, HBBAGAEFIINA 10ml FEE, g
P&%% 2min, 4°CZ%MF T 9000r/min &5.0r 10min, K FiEREEA 20ml RZEZFRE H, T2
WA 10ml FEE R F I —k, &I FIEW, FHPREER S 20ml, SMALIER (0.22um,
AU T8, AR k- T R AT .

3 &R

3.1 £k i R

H I BER RS B — RINKE N LR Z FbsiEs (Ing/mL. 2ng/mL. 5Sng/mL. 10ng/mL.
25ng/ml. 50ng/ml), %M FIRT7VERERE, DA% HARYIN € & & F A mil (v) . Hisw
PREET IR T B E QO N AR AR, AR RECH Ux, RISNERLG E bl Zean R IE 1 B
No fENZE A R BB T OIEE W 2 Fras, BLE Ing/ml FrAEETREERE, $#%H8 S/N=10
FS/N=3 11558 = RAK HER, S50 W TR 1 . BASLE R H IR 522576 (BJS 201708
B MY O EEEE I I E ZEK ) MEER (12.5ng/mD) .

ZEEFE: 7Rl AT TR 6t a. ERTE R
y = 92044 TE48x — 13989, 7435
71 r = 09991

Wil b (106

— FE
&0 nzmL

B 1 3225 Wy (Y b f il 2



Z B E - 1ppb-06 ESI+ TIC CV:30V CE20V ZEEFH MRMA41.1-120
157e4 cps

‘ % ERGHE x

WIKI(%)

Kl 2 MmN &R EERE (Ing/mD
1 CFHEF T HA H BR AT E 2R
75 ALY E N S/N fH PR (ng/mDD EER (ng/mD

1 L HEFE TR 113 0.03 0.09

32EEH

3 ABCE 1 ng/mL A1 10 ng/mL AR EEXT RS, 0 BESEERE 6 IR, B8 LR BE i) () Al
MEEEM, SR TR,
Ing/ml S M. LR BB A A0 87 [ RSD {E 5 HI7E 0.00%F1 3.40%

A5 AR | RERiE | =ESE |REnE
1| v ¥V zESSm\zEESE-1ob  [2021-10-12 15:52 ZEETE | 2.38]7
2| | ® V| ZEESEE\ZESEE-10pb-02 |2021-10-13 09:16 [ZEESE 2.38
3 | ¥ V| ZEESE\ZEESE-100b-03 |2021-10-13 09:21 |7 EEHE 2.38
4| [v |V zEE5m\ZE5 58 -1ppb-04 2021-10-13 09:26 |7, EE 58 |  2.38|78493.89)  1.00
5| | |V ZEESE\ZEE5E-1ppb-052021-10-13 09:31 | Z EEFH 2.38|81775.68 1.03
6| | v [V ZEESE\ZEESM-1ppb-06 [2021-10-13 00:37 |ZEESE | 2.38|81580.40|  1.03
Mn| | | | _ _ 2.38|75222.65| 0.96
Ma:-c.g ' | | 2.38|81775.68 1.03
ave| | | | : : 2.3878615.93|  1.00
~s| | | : : 0.00] 2672.58] 0.03
vRD| [ ] Z I
- m| | ] . . .00 0.0 000

10ng/ml M. OREA I [EFN0R B 1) RSD E 73 AIEE 0.00%F1 2.74%.



HHRisE LEESE
HEIW BT | weEmiE | weEsd |emwE| o ows  |(dEwE
1 7| zE=5E\ 7 BE 58 1000b-01 [202110-13 09:42 ZEEFE |  2.38| 9ss652.90| 1078
2 7| ZBESa\ 7. BEFE-10ppb-02 |2021-10-13 00:47 | Z EE SR |  2.38(1032433.00] 11.27
3 7| ZEEEE\ 7 BES8-10ppb-03 | 2021-10-13 09:52 | Z BE %R | 2.38|1008120.00] 11.01
4 V|| ZBE5m\Z7 B EFE-10ppb-04 |2021-10-13 09:58 |7 HEHFE |  2.38|1061432.00] 11.50
5 | zEE a7 EE 5 10ppb-05 | 2021-10-13 10:03 | ZEE5A | 2.38|1020531.00] 11.15
Bl EEsw\ 7 EE8-10ppb-0 10:08 ZEEH 38| 1 .
M 2.38| 986652.90| 10.78
Max 2.38( 1061432.00) 11.50
AVG 2.38(1027154.00) 1122
sD o.00[ 28131.13] 030
RSD 0.00 2.74] 270
IDL | | 0.00 0.00/ 0.00

RIRIRT A S0 00 DR B ) [a) R ARSI AE 3.4% AT, A 3 AL .

3.3 fntrEIkER

HEr A M FE 5 3299 by, 32 My bRk ZN 10 ng/mL, [F& AR AR 50
Chndsit &

WA 25 7 IR R AR B o R 2R 2 By (R U T RRAR N A oA A st 2 1) 30T SR
VR BE-AR AR 3299 FEAREE) /IR FE 14 ELAE B S IRl
B ZEEGH
Tlv | | sdEwE | REmE | wESE |GEnE] wE |HERE | BkE
il ¥ |Data\3299-1-3 !2021—10-14 09:47 izggﬁaﬁ-z 2.40| 178445.00 2.074
2 o Dam\3299-1-3+i2021—10-14 13:37 |zg£§aﬁ-z 2.38|1114902.00| 12.162( 100.88

HOFRIR FE N 10 ng/mL B, Z.3&38 2RIy ks [BIUACE A 100. 88%, 157 & AR H A 80. 5%—109. 3%

TR B 3299-1-3+F1 AR AR Kl 3299-1-3 41~ K-

o




3.4 FEMIIG

FEYIMAEE R 3299-1. 3299-2. 3296. 3292. 3294, 2741 M4 B WL 3.
2% 2 S HEYM D 2 FEFE TRy )R 45

R

LllE7

A 7592

IREZHE(H
(ng/mL)

SRRk BE
(ng/mL)

g RHE

3299-1

LIEZZ )

LC-MS/MS

12.5

2.074

3299-2

LIEFZZF )

LC-MS/MS

12.5

2.149

=
3296 L) LC-MS/MS 12.5 K H B
3294 LIEFE TR LC-MS/MS 12.5 0.409 =

3292

LIEFZZF )

LC-MS/MS

12.5

A H

2741

LIEFZ T

LC-MS/MS

12.5

A H

3.5 F5 LC-MS/MS B

2741 ESI+TIC CV:30V CE:20V

TEHFH MRM141.1--126
8152 cps

100 240 501min
o0
g s
59 023 041 036065074 147 152 173182 194203 545 A 419 467 493
ER 102 133 182161 215 285 576005 302 378 343 365 382 393 406 L e
BiiE
o s _mn
3294 ESI+ TIC CV:30V CE20V ZEEFE MRM1411--126
8.69e3 cps.
100 2;73 5.01min
@ f
L) / \
E 2.18 / LY
2 0.86 112 127 150 167 177 194 208 7 265 278
- - — W@
0 4 2 3 4 5__min
3292 ESl+ TIC CV.30V CE:20V ZEEFE MRM141.1--126
210e3 cps.
218 5.01min
o 2.00 \ 238
3 g
e 083 o Ve (HEELAZE B
3 . 4 105 A
T o j008 023 050 091 o074, A 271 287206 314 328 343352 982 373 384 400 415 428 446 464 487
Hid
0 1 2 3 H s mn
3296 ESI+ TIC CV.30V CE:20V ZEEFE MRM141.1--126
2.61e3 cps
100 217 501 min
-
fw vl 1/9\133// 241
Zaw : T N RIS Ao W™,
a3 05 030 042 O0GA0ME SN g AN N 206285 206305 37 331 346 361372 38307406 41742 443 401 476 483
270285 206305 3N _ 3yt 346 361372 3803WAN 4P L L0~
0 Hid
0 1 2 3 H c min
32992 ESI+ TIC CV30V CE20v ZREFH MRMA411126
33664 cps
100 238 5.01 min
-
ER)
2

3299-1 ESI+ TIC CV:30V CE:20V

100

L2z

5 min
ZEEFE MRM141.1--126
37464 cps

P
501min

B
5 min

B HAEYIAE S A PRI AT AL R, A LC-MS/MS REGEHATI R « ARSCHER T J7ik
LR PE. R RE. REUESE, 453K CHZFMrErR IR N4t RiF, MHRREKR
T0.999; JTIENEE AL 3.4% LN, REUEREESZARMEER . & RBL mitisgae
[¥] EXPEC 5210 &%t, 7] LA & FAEY M 2522 2R By & sl AT R W 0 s Al .



niml
I
O

EC iSEIx s,
FNE ARFR

— LC-MS/MS YA JUSE Hfn ik BT R
A R HEE

bR (GB 5009.96-2016)

N

1808

HEIERR A (OTA) 2% RMNE & E AR — R, WSS
Tk ZBEDTEM TG N IE AR T iR MilIESRREA A
C Al a PUFh, &R B EEIE M B3R A 11 1/10. OTA Re51EN I A tEAE VR
Ve, RRREUEIR, A0 B G AN AT R R, P E S R SN B RE A AR KR . AR T
MR BEHAERMALIEIET, 2SBUmREREREEE, AR A. &
[ & T AHAMARAE, 0 (GB 5009.96-2016 £ &4 E Kb PRI SRR A K
E D &Fe B, A Z% (GB 5009.96-2016 & i 4 E5hniE iRt &R A )
ST T AP U R 1 e SRR i - = U MR S BRSO S TR R R R A
R 77

2 SEIGER S
2.1 FReEf . RFIFK &

AXEE: ULC 510 8 5 0B (A CRARTCA — ol & AR - i m & H 3ERe g (3
AEITHAEE)  HEEA) - EXPEC 5210 — 5 PUARAT 5 BRI .

R R A (ARA, [ WE Bz, T-20CUKFERTT.

WAl OfG. FEOREIES, S8, RIREMN. TOKmRERE: figial; HERN LC-MS
%, 2N 98%.



2.2 VAR I %A

Hizh

0.1%F /K (A) FIZIE (B) , B

it
g 0.3 mL/min
NPy Waters BEH C18(2.1*¥100mm, 1.7um)
R o MaRE, 10 ul
AR 40°C
LC % B4R 5min
Time (min) A (%) B (%)
0 90 10
. 2 95
Tof 5 702 3 "
3.1 90 10
5 90 10
AT ESI-
FHAE 1.4L/min
EHFRME 5L/min
MS %44+ RS 2L/min
EIEHN IR 500°C
filf <R = 0.45mL/min (5.8e-3Torr)
EME -4.5kV

AR ON 2 S B I (MRM), - AL SV I 15 Rlfi HUR (CE) S 2 UL T 3R .

¥ HEREHEEEEA]
xE B
] H) B EFE s
BERE
mhsh HEETES

u]

X

wxmm |

e EZms

b FRHES (s | o | SEmsR

AR

RS

BENAR FiaE6in) SR BFES 3EES

(2] 0

5

ESI-

MEM

OE G & &l G &R s |
s fhigzem | E8E

O #mmERE 3 0.01
{Laman

BETER

v REECES 402.05

2 HEEFEL

402,05

v BE [0

FEFHR Wi
37,96 0.2
166,96 0.2

EFRE

R
8

40

HRE
Uni t-Uni t
Unit-Unit



=]
HH

g}:

Aib R

FERTA TR 54 BAAS% (GB 5009.96-2016 & 524 B bR0E SmbihEEE A
FIME Y A EE =38 “ B s N ZHT A ORE (i BB R R ik v

T

23

3 &R

3.1 LRtk H R

17 AR MRS B — RPNK A i 55 3R A i (Ing/mL. 1.5ng/mL. 3ng/mL.
Sng/mL. 7ng/ml. 10ng/ml. 15ng/ml. 20ng/ml),#% M FiRT5ikitie, L& B e &8 76
TEIETA (YD), HERYAR AN R SRR B () B AL bR, B REON 1x, RASNEME S
brdE I Zean R 1 fis . 25 R A pE B 2 o, Aot il 42 S i o i e i 2 1 R e ]
3 AR, ASLIGHEEREERS (GB 5009.96-2016 €24 E bk b itmmESR

A FED) BIER.

HHESEA: 81 RE #A TR s m #FRA TR
250 y = 10852, 6046x — 143, 6908
R"2 = 0.9986
200
g 150
%
= 100
50
0 T T T T T )T‘?E
0 5 10 15 20 nz/mL

B 1 i EE R A R i 2k



$5200721092 ESI- TIC CV:50V CE:40V WENESFEA MRM:402.05-=166.95
2.10e1 cps
5.00 min
45| 2.50
80 -
1.29
£ 60
Z 446
= 478
0.31 1.7 428
an 0.86 —_—
0.54 :
405
1.06
20 “
W] .
r T T T T 1 HT_hﬁ_l
0 i 2 3 4 5 min
Kl 2 s
ZAMA-1PPB ESI- TIC CV:50V CE40V HHEFEA MRM:402.05-=166.96
3393 cps
5.00 min
.| 251
80 -
E B0
40 -
20 o
R .
L : . . ; B
0 1 2 3 4 £ min

K3 s SR A e ERMEAEE (Ing/mD



32EEMH

1 AIBCE 1 ng/mL 1 10 ng/mL AS[FIR XS IR, 2> AR SRS 6 Ik, 522 0% B3 B () Al i)
N EE M, ERINTNATR.
Ing/ml B Y. OR B IS (A AT R 1) RSD {53 A 7E 0.13%F1 2.67%.

#amiER HHEFEA
L7 B SR |ERNE | RENE| mE  [(WERE
1 §5200721093-1 ZQMA 2.51/11912.79( 111
2 55200721093-2 | ZQMA 2.51/11476.19]  1.07
3 §5200721093-3 ZQMA 2.52|12213.64|  1.14
B 552007210934 ZQMA 2.51/11781.40[  1.10
5 55200721093-5 ZQMA 2.51|11467.22[  1.07
Min 2.51/11467.22[  1.07
Max 2.52|12213.64|  1.14
AVG 2.51/11770.25(  1.10
SD 0.00| 314.38)  0.03
» RSD
DL | 0.0 0.10] o0.10f

10ng/ml HE V. R B I [E) Fme B2 RSD B 20 AIFE 0.12%F1 1.30%

H#alER HHESFEA
8 HiEH+  ERNE |REHE| mE | WHERE
2 §5200721093-8 | ZQMA 2.52|109794.80|  10.13
3 §5200721093-9 | ZQMA 2.51|113397.50|  10.47
E 55200721093-10 ZQMA 2.51|112273.80|  10.36
5 §5200721093-11 ZQMA 2.51/111622.00|  10.30
6 55200721093-12 ZQMA 2.51/113937.60|  10.52
Min 2.51109794.80|  10.13
- Max 2.52[113937.60|  10.52
AVG 2.51[112270.30|  10.36
SD 0.00] 1463.22|  0.13
RSD 0.12 1.30) 130
IDL 0.04 0.44| 044

AR A A ) R I DR T U TE 2.67% B, RS2 Rt



4 2

OB FE dh el 2 SR ZREERE e [ AR A U (b S T AL B S, (] LC-MS/MS &%t
BEATIGE o ASCHER T INENLNE. R, REBPESE, 4PRKRW]: MliEHR A RN
BN ZRIE R, MR AREUIIRT 0.99; Trikh# AL 2.67% AN, REUERT & H AR HEEK
@ RE SPi5 A8 11 EXPEC 5210 £45, ] LI HEE it B #E R A AR ET R
B, HERR Y E A -



EXPECG iS5 I1x e

—+ LC-MS/MS EN e H EHEER

b (GB5009.22-2016 )

1 8l

i}

F i E R R (Aflatoxin, AFT) 2SRV R ASENGFER, 2 M 20,
HAl R %5 % Biv By Giv Ge 5%, A UL Bi#thsn. sl s Rt e 2 &
Giagtt, FEAFEXEMRG. HE. K. RERS. EHEAGSERHEML. HlEERE
FAAHET IR KEL KRR, EERAR IR 2 e, Bdh s R
X NAR IR B ™ e HEAR, e b E R S BT ARG R+
oy b, TR, ASSCEEL TR R A R A R i AU 5 BB = DU AR R SG RE P R B
HH 75 2R B B ) R EL v RV (AR TN T

2 SERER
2.1 M WA %

A4 ULC 510 5 ROBUH (il A3 CRARECA — 708 i e iR « e I E Sh R8s
AEIITNEE) . HERAE) . EXPEC 5210 = F PUARAF R BCJT 54
FrdEdh: 3 ERF RIE SRR (AFT Bl :1 mg/mL; AFT B2 :0.3 mg/mL; AFT G1 :1
mg/mL; AFT G2 :0.3 mg/mL) W H Fifg2ik, T-20 CUKAEIRAT -
WA HEMOE AR, BIRNEER, 2% 98%.



2.2 VAR I %A

— 5 mmol/L ZFRET (A T - s
W(50+50) (B) , HFREEWHEM
NPy CNW Shell C18(2.1¥100mm, 2.6um)
IE 0.3 mL/min
R o M, 10ul
AR 40°C
BT[] 7 min
LC Zf Time (min) A (%) B (%)
0 68 32
0.5 68 32
3 55 45
T FE 715 4 55 45
4.2 0 100
4.8 0 100
68 32
7 68 32
1BATHRE ESI+
SR E 1.4L/min
EHFRME 5L/min
MS %4+ RS 2L/min
EIHNIRE 500 °C
il 43 o 0.45 mL/min (5.8e-3Torr)
EME = 5.0kV

BN 2 [ N (MRM), AL S MBS 7% . fill38 i T (CE) 58 2 8 N B s .



MR BEWO)  #EEIH)

DE H & =58 e - @

EXfER

Tk [EEEEE |
TSI [C: Wsers\20R0 TWDesktop\ T{E\I{EAB L. 16-11 20T AR

e |
B s
& Aieles szt FMSE | SR RS O #mliseE SEE0 0 |- sees #0608 - @mmEis s
[ Teman FEEE AFHE BFEE e [emen SEF FEF  nEAG) BIAE GHERE  ORE
i y1 313, 16 |285.1 0.015 50 30 Uni t-Unit
2 |AFTB1 313.16 241 0.018 50 80 Unit—Unit
3 AFTB2 .315. 15 _237‘ 1 :D.D!.S _50 40 .Uni t=Unit
4 AFTEZ 315.15 2891 0.018 50 35 Unit=Unit
& AFTG1 329.1 243.1 0.018 50 35 Unit-Unit
6 |AFTG1 329.1 7233 0.016 750 35 Unit—Unit
7 |AFTGZ 331.15 7244‘99 |0.015 750 40 Uni t-Uni t
G AFTGZ _331. 15 312.99 _0.015 _50 ) Unit-Unit
1810 H i WISHTE | Sl | RSN | | FEESA

23 B b3
FESRT A T BAS % (GB5009.22-2016 &S thE &£ B M G RIIE)Y »

3 &R

30
=

3.1 &EMEER

R R AAREREAS B — RINKEE s i 8 B R G R#E R IRAR (Bi A1 Bo Anif h 22K
FESI 0.1, 020 0.5, 1. 2. 5. 8. 10 ng/mL, GiArERIZIKEZ AN 0.03. 0.06. 0.15. 0.3.
0.6+ 1.5 2.4, 3ng/mL, G AnifERIZEIAEE N 0.03 0.06. 0.15. 0.3, 0.6+ 1.5. 2.4, 3 ng/mL),
R EIRTTVRERE, DL BRI B ARSI R (Y) AR, B ARPIAR A T
JR AR (X)W AL R, U REON Ux, KASMREIE G bt 2 N E 1-E 4 fos,
ALVEH, SUEMERMERL, MXREIIRT 0.999. ke &R e s fos, %
ARSI KT 30, 2 (GB5009.22-2016 £ i iR B A G EAIME )

ey B

TE BT K



AFTEL: 87 ER51. #/E TeMRElE ota. #R TR
2 4 y = 170855.5091x + 3262.2912
B2 = 0.9997

il fi (1076

0 T T J ¥ T Y J Y T L T ¥ T T 1 ?‘EE
o 2 4 6 g 10 12 ngdmL
K1 &SR B sl 4
#FTEZ: 8-TRals #ETeEas &=, FR TS
400 4w = 116107.6670x + 1317. 9157
182 = 09990
300
)
= ]
= 200
= ]
100 ]
D T 1 1 L] L} ] L .:.?Efg
0 0.5 1 15 2 25 3 35 ng/mL
Kl 2 B &8 & BobniE 4
AFTGL: 27483l fFF Ta-M4B5: o2, FR T E
v = 152214, T614x + 5357, 764l
R'Z = 0.3991
15
g
z
05
? T
ng/mL

K 3 st B2 2 G b 26




AFTGZ: 7-BAl AT HREE e R T
=l = {9299, 9EE4x + B12. 07R5

1R"2 = 0. 9999

200 ]

-
n
=]

Wilp (1043

-
=]
(=]

i
(=]

0 - . - - - - . — R

4] 05 1 15 2 25 3 35  ngz/ml
==
Kl 4 B EH R Go At
AFT STD-0.1 ESl+ TIC CV50V CE 30V AFTB1 MRM313.16->285.1
4.83e3 cps
5.00 min
s00.3 37
s 80 4 |
2; 80 4 \
=
T 40 4 |
20 3 \
o 3 3 2 datinc r - T I8
0 1 2 3 4 & min
AFT STD-0.1 ESl+ TIC CV50V CE40V AFTBZ MRM.315.15-+267.1
1e2 cps
T 00
100 4
_ 80 4
2
E % ]
= 40 4
204 01 035049 127 144 168 187 204 5359 379 393, .0 478 405
~\f’\~‘m/\/\ M M\A/\'\/\ /\,MW ’\f\’\m ARV
0 4 : ﬁﬁ
0 5 min
AFT STD-0.1 ESI+ TIC CV:50V CE:35V AFTG1 MRM:329.1->243.1
347e3cps
100 3 3.00 5.00 min
'y (
2 g 3 |
E o \
F o]
20 \
0 e — ——

U] 1 2 3 4 5; .y
AFT STD-0.2 ESI+ TIC CV:50V CE:35V AFTG2 MRM:331.15->312.99
1.02e3 cps
1603 2m 5.00 min
_. 60 3
2 e §
Z
& 40 4 2 | 482
2 Joo7 %2 035 051 ¢ 088 114 144 157 179 196 212 54, 247 \ 3.05 3.30 360 374 387 407 445 485 495
L - - T T - T - - - v B
0 1 2 3 4 5 _min

Kl 5 il B R B A G ke &R EREE (AFT By : 0.1 ng/mL; AFT B, : 0.03 ng/mL; AFT G : 0.1 mg/mL;

AFT Gz : 0.06 mg/mL)

32EEM
FI 1 ng/mL IRFRIEWR, HELEBERE 6 YR, S5 B Ik (BRI R (R S8 M, 45 SR R TR



HRiEE AFTB1 AFTB2 AFTG1 AFTG2
¢ ‘Y| |ﬁ!1§ﬁf¢; FEAE | EBAE |fEMiE| wE  [HERE | SSE| wE  (WERE | R8E| o wei  [WEEE | fEdiE| wmE | WERE
1 | gEE 20201111 11:50 @WEFE | 3.67|222072.20  128|  324[4368621] 037  3.06|108055.20]  1.25|  2.65|24364.16] 034
2 FEE-2 |2020-11-11 12:06 ®pEHE | 3.69|213765.30| 123  3.26{42323.99| 0.3s5| 3.07|105636.40] 1.23] 2.65|2518161 035
3 | g=m3 20201111 12:14 | Ep@SE | 3.67|219844.30] 1.27| 3.24[4762057] o040| 3.06|107324.60] 1.24] 2.65|2582481] 036
4 |7 g=m4 (20201111 12221 |mge@s= | 3.70{207888.00] 120 3.27{45348.96] o038 3.08|107760.40] 1.25|  2.67|26207.68] 0.7
5 | g5 20201111 12:20 =% ® | 3.71|210681.80] 121  3.28[40482.00] 0.34] 30910152280 1.21]  2.68[24943.90] 035
6 WEE6 |2020-11-11 12:43 [BES® | 3.71|183487.00] 1.08| 3.27|37651.10] 0.31] 3.08[1es105.50] 1.05] 2672311183 032
Min ‘ 3.67|183487.00] 1.06] 3.24|37651.10] 0.31] 3.06[168105.50] 1.05| 2.65/23111.83] 032
Max | | 371|222072.20) 1.28| 3.28[4762057| 040 3.09{198055.20] 1.25| 2.68[26207.68] 037
AVG | | ‘ 3.69|200623.10] 1.21] 3.26[42852.14] 0.36| 3.07|101550.80] 121  2.66[24939.00] 0.35
sD 0.02| 13884.08) o008 o0.01| 353878] 003  0.01] 11773.86] 008  0.01] 110853) 0.2

» RSD

oL | | 0.00 000 o000 o000 o000 ooof o0 0.0 o000 oo0] o000 0.0

TSNP A A W PR BRI ) AR T AR R 28 R LU
3.3 EIRE

2B IS AR R TR AR, AT =, S EERRTAREE S, AFT B, B2, Gl.
G2 WJE53 N 1 ng/mL. 0.3 ng/mL. 1 ng/mL. 0.3 ng/mL, HEEEHT, 4558RUTT R,

L wamm
Y| sEws  RenE | 2B25E |EkE | ekE | EkE

1 ¥ | [EE-R12020-11-10 20:59 EHEEE XTI

2 5l iﬁj{t-R-Z 2020-11-10 21:{]}'!§H§ﬁ PER=EY 52.05

3 v | [mkR3 [2020-11-10 21:14 [@EESE JRGRG 80.52)

Mn| | | | 62.04| 62.92| 57.34| 67.10
Max | [T i 76.16| 82.05| 77.01| 81.92
» AVG | |

SD | | 8.09| 10.63| 10.57] 7.72
RSD | ! 11.34| 14.14| 15.23| 10.18

oL | | | | 079 0.30] 1.06] 0.21

ATLVEH, BALEYIR R IITE 65-80 %2 8], JiitaEtt RIf.

4 2w

BOKME MRS, S0t ST R, A LC-MS/MS RGHHATIIE . A
ST VAR RS AR R, S5 RR I 4 P i R AEAT VG B M R AT, AR
REBUIKRT 0.999: TTiEFEHEAE 8.5 %AW, [FICRIGIE 65-80% AN = R B, =it
5 R 110 EXPEC 5210 40, LW E Kbk &35 R (B A G 1) BREHHT R B
B 1 7 A



TECHNOLEOQ ig%mﬂzi e
=. LC-MS/MS =l /KB HIBREERE
=

ZH bR (GB 5009.185-2016)

e
[l

HFHERMNHEMESER (Patulin, fAIFK PAT) , R—HMANEERILEY . BHEERNL
ik, ERMERSEPRE, (a2 2R . 53E K &0 .
LB OGO, WOET CRERZR, ANETAME. BT RESRHIE T BEREN T
AR, EREIN TR o LR, A SR K R SR R R K. REERE
BRI 250 Bk AL HE. P, HE. ER. Fan. Ak, B A, MiTSad
PRI, AR B FERY REEE NME Y, AR RSN TR, 2R
HEEWART . RWEERNTS . BAr, & E L X O AR EbR e, R E KR AR
Kl REERSE. KT, REERSAYEE)R FDA #UE, Rt RE s = m
BRPR &N S0pg/kgs tH A AL (WHO) #UE, SRV H R T 5 2= 1 5 s R E bRy S0pg
kg HHE (BN LZEEFREENTPEFEERRE) (GB2761-2017) InEME, FH. 1
i P R B R MR RSN Song/kg. HIL, ARCSH IArHERE, L 7 & RHE
Fiy e v SR € 1 — = DU AR £ BB 1 N 5 SRt v e 7 5 B D L v R R ks Uy
o

2 SERES
2.1 M WA %

1%#5: ULC 510 H @ R0iAE e CRARRA ool @ RMias . e B2 reas
FEIEAS) « EXPEC 5210 = 5 PURRAT £ BERR B4

brdEdh: JETE R PAT baifEdh . [FIALE BCo-PAT Wk B WA B s L, F-20°C
UKFEORAF o



W) O FRRAKHEIER, WA LC-MS 2, 2N 98%.

2.2 WARANJ I

Bl K (A RZEE (B) , BREEHEN
ThL 0.3 mL/min
FER 40°C
EERAE CNW C18 2.1%100mm, 1.8um
HEFEE AT FREERE, 10uL
1Z AT ] 7min
LC & f Time (min) A (%) B (%)
0 95 5
15 95 5
B 78 & 9 60
3.1 5 95
4 95
4.1 95 5
7 95 5
AT ESI-
S 1.5L/min
EIHEFRME 5.5L/min
MS %4 RIS 1.1L/min
TN AIRSE 300°C
il 43 <o 0.6mL/min (6.68e-3Torr)
EME = -4.2kV

AR HON 2 [N HEI(MRM), S-S PI I T3 Rl R (CE) S ST R N

SRl R, n] AR Ok B I 1R o BUR I AL S




¥ AEmEEEEER20201224] - O b

= =

O Ed) E =FE e

EFER

Pkt [REEE01224

e

e s

O Faes (st | @iom | FnAs | AR || BIRER CEOEEEE wams |

[ SEEBE FEmE e SEHEGD B EEes O] ¢ im0 02 |- sipsem BHE | B 0 |

»t \ k&ER  BETRE  FETRE  uERiE WAME  AMRE  AHE
I 153 [109 [o.1 50 & Uni t=Uni t

2 |PAT 153 a1 0.1 60 a Unit=Unit

‘ 3 jl&C?*PAT :IGD lllE .Ill ‘ED ‘9 Unit=Unit
| 4 |1sc7-eaT 1160 86 0.1 so 10 Uni t-lini ¢

3 &R

3.1 ZRMEARE PR

F0.2% P R/KIBEBMBES 2] — RINIREN R EEZIZ (Ing/mL. 2ng/mL. Sng/mL.
10ng/mL. 20ng/mL. 50ng/ml. 100ng/ml),[F7 2 AARN 50ng/mL %8 i 77 vkt se, DA% H
PRV SE BB T O I TR S AR B T g IR e (Y) . BARYIARHE T 5T
IR (X) A AL, BUERETE, RAWRERL S G rAsdEfi & N & 1 fs. GB kiR
ERETEMEEWE 2 FE Sng/ml brdEva et .

PAT: 78, #ETMRAG e AT R
+] v =0.0350x - 0.0022
r = 0,9997

— S ; A . . . — - R
0 20 40 &0 80 100 120 ng/nl

P 1 PAT kg ih 2%



[—PaT —— 13C7-PAT —— 13C7T-PAT —— PAT ]
0.93 9.08e4d cps

100 n
80 ‘

@
=1
.

Wil E.{ %)

S
=1
'

T T T T T T T Bl
] 1 2 3 4 B 8 7 min

K2 BEEREERMEIER (Sng/ml,HH NFR N 50ng/mD)

32EEM

2ng/mL. 100ng/mL, 73 AELEIFE 6 K F/K R YeFE B ik B IS FEAPAT IR BE R IR,
BEEHRE 3, RN RN K EE M, S5 R T AR.
RIK RGBT . 5 B s [R) A e SN2 ) RSD B 43 AIAE 0 Al 3.83%-4.75%

HmiEE PAT 13C7-PAT
[] | #ESEE | EEA® | RENE| WS | ARE | S | R | REE|  wE | SRR
1| | ¥ |l|zq2no11 | BEEE20201225450 3.06| 24647.50| 317803.20 0.08) 2.9  3.05/317803.20| 50.00
2| | ¥ |Cl|zo-2ng-12 |BEEE20201225458 3.06| 25254.02( 338755.20 0.07 2.20 3.05|328755.200  s50.00
3| | v |ll|zo2ng-13 | BEBE20201225458 3.06| 23373.08| 337002.50 0.07| 2.06]  3.05|337002.50| S0.00
4| | |]za2ng14 |EEmso0201225454 3.06|23930.15|333063.80 0.07| 213 3.05|333063.80] s0.00
5| e |l]z02n015 EEER2020122545m 3.06| 24701.56|337472.60 0.07| 247 3.05|337472.60]  s0.00
6| |v|l|zg2no16 EEEE2020122547m 3.06| 26046.29| 367356.30 0.07| 210 3.05|367356.30]  50.00
Mn| | | | | 3.06| 23373.08| 317803.20 0.07 2.06 3.05|317803.20| s0.00
max| | | | | 3.06| 26046.29 367356.30 0.08) 2.0  3.05|367356.30| 50.00
AVG | | | 3.06|24658.77| 338575.60]  0.07| 2.16]  3.05/338575.60] s0.00
sD | | 0.00| ©945.03| 16086.80 o.o0] o0.08]  o.m0) 1e0se.s0|  0.00
» RSD | i
=i | | |

HEEe PAT 13C7-PAT

..... (e | [ awmwe | mEsw |Reed] wm | eoes e | WEORE |REE | EE | WERE

1| |w|i|zo100ng1 |[EEEE 2020122545 | 3.08|969172.80|278267.60| 348 o9046]  3.08|278267.60| s50.00

2| v |i|zq100ng2 |[REEZ 20201225458 |  3.08|975676.60|270018.00] 350 oo.86|  3.07|270018.00] s0.00

3| | v [l /|zo100ne3 | @EEZ20201225478 | 3.08|041301.90|276614.50] 3.40] 97.19] 3.08[276614.50] s0.00

4| [ ] |zo100ne4 |EEE=20201225478 |  3.08|872760.50|240279.80] 3.50] o9.08] 3.08[240270.80] s0.00

5| v |l [zo100ngs |[EE®=2020122545d | 3.08|956302.60|273426.00]  3.50] oo.88|  3.08|273426.00] 50.00

6| | |l[zo100ng6|EEES2020122545d |  3.07|948688.30|276571.00]  3.43] o795  3.07|276571.00] s0.00

Min | | | 3.07|872760.50| 240270.80]  3.40] 9719  3.07[249270.80] s0.00

 Max | | | 3.08| 975676.60| 279018.00]  3.50] o90.08]  3.08[270018.00] s0.00

[ AVG | ' ' 3.08|943908.80| 272196.20]  3.47| o990.05] 3.07|272196.20] s0.00

s | 0.01| 37127.56| 11390.63] ©0.04] 1.19] .00 1130063 0.0
o | | | ] |

R 3 5 TR 45 i AR R ARG R R B S TR AR e . 1 RSD E 43 A 7E 0.14%-0.20% A1




2.42%-3.80%

_ HREE PAT 13C7-PAT
KRR EEA* 12ezetiEl | s | podTemcs |dERdves | benwrs | feeediE | ms |
1| e |lls71a |EmmEZ2020122545m|  3.10|56653.20|21232.80) 267 76.21|  3.00|21232.89| s0.00
2| |w|ll|s7-18 |EEEEz020122545 3.10|53421.64| 20012.38)  2.67| 76.25 3.00|20012.38)  50.00
3| v |ll|s71C  |REEEZ2020122545H 3.00| 55988.56| 21408.56 2.62|  74.70 3.08|21408.56| 50.00
4| v |ll[s72a |EEBEZ20201225458 3.09| 54048.55| 21355.47 2.53]  72.20 3.08|21355.47 s0.00
5| |wv|ll|s72B |[EEEE20201225478 3.00| 53611.88| 20230.70 2.65| 75.60 3.08|20230.70| 50.00
6 v [Tlls72c |EEmE20201225454 2.08| 54485.85| 19611.26 2.78]  79.35 3.08|10611.26| 50.00
Min 3.08| 53421.64| 19611.26 2.53| 72.20 3.08/19611.26| 50.00
max | | | | , 3.10| 56653.20| 21408.56 2.78|  79.35 3.00|21408.56| 50.00
ave| | | | | 3.00|54701.61|20641.88)  2.65| 75.75| 3.00|20641.88] s0.00
| sp| | | 0.01] 1323.02| 784.07] 0.08) 2.30] o0.00] 784.07] 0.00

» RSD | |

DL | | 0.00 0.00 0.000 0.0 o000 0.0 0.00)  0.00

R AL S0 DR B IS TR AU AR LE 4.75% LR, R 3 LR

4 iR

IR AR, FERT AR, (FH LC-MS/MS RAEATINE . ARSCHER T LN
LRME AL REULSE, SiREW: REERERNVEE N R, MXRARBKT 0.999;
TIHGE B AR 4.09% N, REUERF & EZRbREZOR . RS REL mbtis4ae /11 EXPEC
5210 48, W LOKR F T B b AT R HERA N E =R .



EXPEC S5iil 1% e
U, LC-MS/MS =N RITH R EHES

AEE

bR (GB 5009.22-2016)

i}

1 8l

PR R (AFT) 2 — RN F RN EY), ¥y Ak SR IATAEY) . BihE
Hro e FEME M (aspergillus flavus) ¥ #i % (a.parasiticus)™ £ R A 1), TEEFA
H DX By R A L i R R LR R . B R R H iR E SRR, £
TR R, BUEIER LA S 8o aam. B & w20 A VBRI,
R RNFERR, 2 HC KSR DR KR — M. H BB 18 Fhig ih 5 W 5
#, AFTBI1 #ME#5E, AFTMI. AFTG1 /R, AFTB2. AFTG2. AFTM2 # M5 55. AFTBI
IR AR Y 68 £F, WA NPEMIRE I L — ALK 75 fif. Jih AFTBI1 2@t i i .
KgAK PR ERR RN, PR 2 280 F . O &l I DL ih 25 7
BNTG YR R HI, AXS% (GB 5009.22-2016 & fhzaEEx bt b EES LB
JEAN G RIIINZE ) 5 RS J {8 P & R e v OB €0 3 — = 5 DU BT B 0 5 ) 5 SR
bt A R B AN G R PO H s R U A Tk

2 SERES
2.1 M WA %

X3 : ULC 510 # @ A0RAH B CRUARCA — oo m R « e s H 3R (&
AHITIAE) AR  EXPEC 5210 = 5 PUARAT & B 1A

bRt B AR EOR AW AR T 0, T-20COKFALRAE. Bf: OB WEE.
MK Rt 12 HihidE 100, i 20 4 Aral


https://baike.so.com/doc/2851949-3009520.html
https://baike.so.com/doc/2056903-2176253.html
https://baike.so.com/doc/1405121-1485380.html
https://baike.so.com/doc/5868307-6081163.html
https://baike.so.com/doc/642316-679927.html

2.2 VAR I %A

—— K (A FIZFE: EIHE=1: 1 (B) , Bk
it
g 0.3 mL/min
MR 40°C
SRR CNW C18 2.1*100mm, 1.8um
HEFE B 10 uL
BT[] 7min
LC Zf Time (min) A (%) B (%)
0 80 20
0.5 80 20
30 70
BhEE T 4 30 70
4.2 0 100
4.8 0 100
80 20
7 80 20
a7 B
FHARIE 1.5L/min
EHFRME 8L/min
MS %44 SRR 1.1L/min
FIFIRSE 480°C
filf 43 < B 0.6mL/min (6.68e-3Torr)
B S 4.3kV

AL ON 2 S N BT (MRM), AL SN 75 Rl R (CE) S 28U TR N
Sl RO, ARG DR B I 1E) 3 BRI AL )



B sseE ;
IZEHE) EWO)  #EEIH)

DEH B =7E s - @

EEEE

FEEH BHREEEL swif {LFEE0

FiPEE I WassExpert WassControl \Erojecthtest 1212, PRD e thod |

e | |

EATN )

M AR (o | Stom | AR | EAAR | BESHR O HmSaE HmaEr(0or |- sets BHE | @eiaess |

[ [Hees eeiEms SERE00 STGER | emen  esT FET WA HRIEE  EERE  A%E

b1 7 b1 313 18 285, 1 004 50 a0 [tmi t-tmi ¢
2 |AFTB1 315 18 241 004 50 50 [Uni t-1ind ¢
3 |aFTEZ 315,18 2571 0,04 50 30 Uni t-rni t
4 |AFTEZ 1315, 15 2591 0.04 50 35 Uni t-1ind ¢
5 |aFTo1 3291 243.1 0.04 50 £ [Uni t-ni t
& |4FTS1 |3z3.1 283 |0.04 50 £ [Uni t-Uni £
7 |aFTaz |331.15 244,99 0.04 50 40 Uni t-ni t
8 |aFToz |331.18 312,00 004 |50 kS [Uni t-ni t
5 |aFToR 33115 265 004 50 ks [Uni t-1ind £

2.3 FEM AT E

FERTAA TR 54 BARS % (GB 5009.22-2016 & W24 EERE b EsEsEB
AN G IRIIED

3 &R

3.1 LRtk R

H 20% S MRefs 2 — RINKR LR i & R AsdE s (B f%&: 0.025ng/mL. 0.05ng/mL .
0.Ing/mL+ 0.25ng/mL- 0.5ng/mL+ Ing/mL. 2ng/mL. 3ng/mL; G J%: 0.0075ng/mL- 0.015ng/mL.
0.03ng/mL. 0.075ng/mL. 0.15ng/mL. 0.3ng/mL. 0.6ng/mL. 0.9ng/mL),3% & ik 77 7E3tFE,
DA BRI € B 1 IS IAR (YD), HARYARAEIS IR I o Bk B (X) Ak bR, AE &
HORTE, KAINEA G IR AE & an ™ B 1-4 Fros . dnifE 28 5% e B ek i 5
FR, HASZIG IR PR 56 2 75 & (GB 2761-2017 £ it % A [ 5 b v £ it p B 1 75 3 IR 1Y
ZR) .

AFTEL: o108 ERTeMRAD o0, ER TR
12 ] ¥ = 344817.6686x + 46979219
R'Z = 0.9993

) [

i B (10°6)
e o
(5] (==
. 2

=
T
i

o
8]
'

L=}

—
0 0.5 1 15 2 25 3 35  nzfmL




K 1 AFB1 kg il 2k

AFTEZ: &R R TR o, FR TS
ifed v = 277716 D692x + 4445 1762
09 4R"2 = 0.9997

08 4
0.7 4
0.6 4
05 4
04 4
0.3 4
0.2
0.1 4
0 3

WilfY (10°6)

35  ngiil

K 2 AFB2 [FRHE il 25

AFTGL: 8RR T REl ot e, HE TR
sop 1 v = 779017 6241x — 225, 7897
F'2 = 0.9995

700 3
600
500 3
400 3

Il iy (10%3)

300 3
200 3
100 3
0

T T T T T ‘[-'\ng
0 0.2 0.4 0.6 0.8 il ng/mL

K 3 AFG1 A HE Hh 2%

AETZs 84-4ERl R T84 hA) B R T80
1 v = 226544.6109x + 1299, 3031
E'2 = 0.9987

200 <

150

Wil iy (1073

100 <

] 0.2 0.4 08 0.8 1 ng/mL

Kl 4 AFG2 [fih5 e ih 28



[—aaG2 AFTG2 —— AFTG1 —— AFTG2 AFTE2 AFTB2 —— AFTG1 —— AFTB1 _—— AFTB1 |

332e3cps

WO ()

B 5 ot T 2 B I i RS 1 il

32EREME

)
HH >

43 AMBCE 0.1 ng /mL M1 3 ng/mL WK EEH B %, 0.03ng/mL F1 0.9ng/FUXS & &, 43 7l i 4k
FE 6 Ik, FEELOREAN (A AE B B, &5 RUTT s
0.1 ng /mL B &A1 0.03 ng/mL G J& 553 4« Of B4 I [R] A0 B2 ) RSD B 70 il 72 0.13%-0.22%

1 3.60%-4.70%

fEoize AFTBL AFTB2 AFTG1 AFTG2

! |\'| iiﬁzm#i EERE REE | WA | ERE | REHE | WE | ERE | REHE| W | WERE | RENE| WE | ERE
1| [lsto31 [zmEsi-200... 3.76(33207.35|  0.08]  3.64(25074.23|  0.07|  3.51|22054.49)  0.03]  3.365922.42| 0.0
2 71sTD32 | EHEER-2020... 3.77|30614.28|  0.08]  3.65(26464.61|  0.08|  3.52|20249.34|  0.03]  3.37|5834.96| 0.0
3 ([/|sTD33 |miEEinAe-2020... 377|34113.82|  0.09]  3.65(24925.86)  0.07|  3.51|21068.60)  0.03]  3.38(5597.69|  0.02
4 STD34 | BHEEHFH-2020.. 3.77|33629.10|  0.08|  3.65/24701.96| 0.07| 3.52|22186.80| 0.03|  3.38|5416.85 0.02
5 STD35 | BHEE#-2020.. 3.77|32323.66|  0.08]  3.65(25420.71| 0.8 3522114112 0.03]  3.37(5347.83)  0.02
6| STDI6 | BEEEIF-2020... 3.76(33330.35|  0.08]  3.64(26088.90| 0.08|  3.51|20087.21|  0.03]  3.37|5207.73| 0.0
Min 3.76|30614.28|  0.08|  3.64{24701.95| 0.07| 3.51|20249.34| 0.03]  3.36|5207.73|  0.02
Max 377|34113.82|  0.09]  3.65(26088.90|  0.08|  3.52|22186.80  0.03]  3.38(502242| 0.2
AVG 3.77|32886.43|  0.08|  3.64{25597.54| 0.08| 3.51|21281.28|  0.03]  3.38/5569.58|  0.02
5D | 0.01] 125791 000 o.01| s21.19 0.0 0.0t 72582 o.oof 0.1 26158 0.00

» RSD |
o | 0.00f 0.0 ooof o000 ool 0.00f o000 0000 o.oof 000 000 0.00

3ng/mL B &A1 0.9ng/ mL G f& # & % £r B I 8] A0 0 2 ) RSD {H 73 73 7E 0-0.15% A1

2.21%-4.88%:




' T AFTB AFTB2 AFTGL AFTG2
! iVI |§ﬁiEf{f¢ ERA% RERE | W | WERE |REWE| WM |HERE [REHE| WE HERE | GEHE| w6 | ERE
1 | [Clsos1 |mmmmtmoa0i2so| 377|92420190) 267|  36s|7eseazeo| 275  3.s2leasserie] 081|  3.7|1s0se250| 079
2| ST |BEETRM20201230|  377]96065400] 277  3es|7eascnco| 281]  asi|eressasn] o0s7|  337[iemassm|  o7e
3| ST [BEEmFM20201230|  377960279.30] 277  365|7ea07ss0]  2e0|  as2easansn|  osi|  aa7[woaman] 07
4 (CsTos4 [BmEmEM20201230|  377/o3130440] 260  365|7isoaren] 257 amserseaasn| o7s|  2a7iesees.m| 073
s| | [Tlsoes [mmEsmmo00i2%0| 377/os041580) 283  3657seo16.20] 282 351[eseriaco| o0s4| 3717ec1em| 077
6| s [EmEEm200230|  377]oermsa| 27|  aes|raizreno]  ase|  asifeassense] 0so|  3a7ie0aesae] o
Min | | a7losmnton| 267 ase|7isoanen] 25| asiserseasn] ars|  aa7tecaesae] o
x| | | 37708041580 283  365|7ser620] 282  amferessase] 87| 237wsose2sm| o7e
| AvG| ' ' 377|oe003230] 27| asé|renoreso| 27|  asieasesase] 0s2|  3a7[immes] 075
50| 000 21033.64] 006 o000] 3o0m2s1| 02| oo stooad]  0o4]  000] s7am]  on4
»RSD | |
L | | |
AR A S B Ok B I TR ANUEE AR I AE 4.88% LA, R 3 R AT
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