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L. — il e i Hh A LB IR G (OPEs) ISR — Fe AU 4 & |10 5%, JARIE/E T, B
FEUL N RR

Slﬁuéﬁﬂ@ﬂ&ﬁ

H3mL ML MBS 0, N 3mL R R , VR 50 J5 P4 3 /N, I\ OmL i B 2 9% $ 4 -
67N

S2: FE AT AL HE -

KRR B O 8, B R AU K 2 022 /KR R K YR A AR N OmLE B , 72
G E30min, A P IR — K, & IHA N, I T KNa, SO, Bk 2K 53 5 » e 28 R 2T, 1
7B 3 5mL 2

B FG/INE AR AR B EAR IR IH100mg N- 75 28 2, i [ A B 771 PSA L 20mg 71 55 40 7
GCB,4g i 7KNa, S0, , ASmL £ i Ttk b , 4 5mL £ G SR BB 2 1% A, I B3 /N W R T
FLASmL Z GBI, & PR B, 218 A AR 238 T, LA ImL & 8 45, £7LC-MS/MS il

=

A
S3: T ) VR A b TR T A -
a . T 1) B A o i 45 V- K IR — TR VB IR — IE T R AN B R R FH £ RS TG A RS T
W< P 2R 10mg / LIV SRARTEE it £V fiti A7 T4 CIREE N 28 H 5

b . TAC il V68 5 A 7 £ % R < HAE A 2000l 25 B AR 1A i 2% ¥ T~ 1OmL AR T A, FH £ I
ZZ B, T R IR N 2000g /LR A R 40, T4°C M RAT

c. HCHEVEREET B IR IR A bR A 25 0 2 LU A9 R I 0 A ot &R FE 43 0l D0 . 201
2.5.10.20.50.100ng /LIRS ARMEET, T4°C N RAT s

S4: 2 bR 42

FH FR T ) o B R P 4 00 .2,1,2,5,10,20, 50 F1100mg /LK B R — 2. B Bl iE — 1F
TBRFIBERR 2R EEVR A R RV, LA TIAR (v) X B AR BTE R B (o) L iilbn e it 2 ;

S5+ 1R AR EL T o 1 EC FH ASOMRM B I 25 7 A5 X 2 A

S6: AL E B

TP BRSS M G, MR 22 1] ) 2 vtk B T B LR R R A U Th AR, s I D RS2 BT i
e v pY 2 B LR R AR OB R — TR VBEIR L IE TR AR R IR ERAIRIE , H AR
fE1~100ug/LYGHI N 2 R I 4% 58 R, EME LS /N=31F BAS 7% HBR , S/N=101F
FACES ik e IR [RII X06 100wg /LY bR AE 1 00 0% 2200 e 3%, B K e 34k, 1H S H N AT H
(B A 25 i

FTid $RE B IE 2 e F/ BX 2R 2.6

2 ARIEACRE R 1T IR I — Mg MR P A ALBERREE  ( OPEs) MBI —Me R &
W7, FRHELE T, Frid D RS AIS2 9 [ $E BGRB8 15ng /m1 ~25ng /m1 .

3 ARIEACH E R BT IR I — Mg MR P A HLBERREE  ( OPEs) [MBERR —Be R4 &
5 HAFELE T, Il P BRS LANS2 v By B H b A 51 - 6ng/m1 V&AL, BT V& 1L
WA AMLs , FIrIRAATLs BTy « L- i 2R & 144 [C MIM] [L-Pro] ,n=2,4,6,8.

4 ARYEACRNER PR i — Ml sE K P A AR EE  ( OPEs) [ BERR —Be R4 &
BT, HARHELE T, ik 2 BRS2rph b Ak B2 AN Btk 5% 73 531 J95mL/min A2 3mL/min.

5. FRFEACHE R 1T IR I — Mg MR PG HLBERREE  ( OPEs) MBS —Be R &

3



CN 110806451 B W F ZE Kk B 29 Hi

I, HARHEE T, Brid D IRS 1 7R 3% BARIAE N : 4 C N iR ERE 4 - 6h.

6 . ARAEAUH] EE K 1B IR 1 — MplE MR Hh A ALBERREE  ( OPEs) MBS —Me R &
BT, HARHEE T, ik B IRS2rh 7235 BARIRAE A : 4 C R i i fE % 30min.

T ARIEACRE SR 1T IR I — MplE R A ALBERREE  ( OPEs) (MBS —Me R &
BT, HARHELE T, BTl s RBORE €1 o 0% FHASCMRM A 0 25 1 A5 40 B ) 2% A1 9 -

a. R AR s S5 B % A : Agilent ZORBAX Eclipse Plus C18;VizhAH:0.2% (V/
V) g (A) AP EE (B) 5 3 N0 3mL/min; AEIR - 30°C s HEAEAA R : 5ul s

b. BTG A PR E 55 B 1R AR B U R, SR R B 3R DT 3G, BASuL/min )
TS 500ug /LI AR HEAE 2353 933 N B U5 5 328 BOK 7 ) B8 B85 -0, 0 L7 58 7347 — 4
JREE ST SR R SRR

8. MRIEARELRTITIA B —FRill € MR A VLR ER ( OPEs) [MBEIR — RS &
BN T7E, HARHEAE T, B o At A2, & IR FE : 500°C , B 1158 55 L Hs - 5500V ; U<
& 7174206851 . 8Pa ; Wi S 19241327 . 1Pa; BB NIV JE 119275802 . 4Pa.
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— M M 3% FOPEsHYER — BRI = BV 04

BRARGE
(00011 AJ HIBP K A0 A WL S S A T 5 AR 0, FARGZ 28 S — Ml € ML 1 OPEs
IR — IR & B 5

BREAR

[0002] [t A5 (5% T RF AMEA HLS R S8 B IR BE N 200 T 2 SRR B 22 TR R R TR 25
AW ATE LR RSB ARFAI ZE L A LR IS (OPEs) FELIRFFIAE D B AXRELAR ) , I £ Rk 45 2
T T BN A - BT OPE sl % A ER I 2 A2 AL 2 SRS I BURE b 28 2 A8 77 i B A2
77 IS A F R IRCR A BT o BT RS R K A S R A 2 AN IR A R AR T
OPEsHIAFAE , JUH R 5 N AR AR A2 S OPE s Ff B B 1) V7, IA45 35 f5i P (¥ OPEs AT DL L PRI
2 22 PR A N AR 4 OPEs B 4 TDCPP (R = (1,3- —4(-2- A %%) FiR) FTPhP (%
MR =K R) 2 51 R E A FE BB B AR AR B e 5, HAT fh e R MR AN AR BE 7 1, A R XU
BB MOPEsHE N NAK 5 22 i 25 M BEA QI A BRIt &0 a0 — fe ik A1 — 2R LSRR
a5 A1, CAT T FUR W OPE s £E N A Hh i) 32 BEAFAE T 02 DAL — R R <5 08 32 2R
FEPN R B » DR ARG I N AR L 2% P OPE s F) B8R — iR A QU 025 5w DUSE S LR AN PRI A
R OPEs 2 85 /K F- o H il , ¢ T-OPEs ¥ R — MR AR 0Aar W 7 vE B /b , DL AR (3 -
FE A (GC-MS/MS) AlyR A 53 - £ 16 SR 1% (LC-MS/MS) A ¥ . B T-OPEsAR it =y rh & 45 3k
S [ AR AR BOK A FHGC-MS/MS U5 IS 75 224 H AR VAT AT A AL FAL B2, 2 )i P o o [
A HRAEAE A BE ERRAS I, 120 R 52 2% HL S BN TRV, AR Rt & PRBRE A Az 1 11
LC-MS/MS 75920 W V5 o ) 40 o LA v PR e 8 1k A SR BBURE WL 23 A AL OPE s AR 42)
I B ELC-MS/MSHS I 5¥2 » (H 12 5 35 T A B AR AN 8 1 70 185 1w Ak T TR BL

[0003] Btk LL_EFLIR , A% B NSO I v R0 AR €% - 5 BB o i A MV O 4 6 VLR AR B
0[] 1 2 ECER I AL BE 7V 5 3 57— A E I OPE s R iR — s A0 35 B 75 ik, WT LA
i A2 PRI 7S 2 RS I 5K o VU S - RS I PR ARV e RABUSE A s B 3648, TR
53k, AT LSO IR — BRSRE PR e o A 2 R

LZBARR

[0004] 7 B fiff 1R 1) 4 AR i) 2 50 B ) A I 7 VR AR AE — 2 1 R BR M, R A2
i PUTPLAE J 22 55 )8, S A —Fhill e PURRMIAE i B IR — 8 VB IR — IR T BR AR —
ARERI 715 2T R BRI , A2 PR AT, FE AR 05 5 A2 ML VRRE it B IR — I8 B R — 1
TR AR R R AR U K

[0005] AR HIHIHFARTT %2

[0006]  — il IfiL 3% " OPEs R M R — EEAR & B0 7 ids, A DL R B 0

[0007] ST I3 M5tk

[0008]  HY3mLIM % I 008, IIN3mLH R , TR &1 5 P17 37N, I\ OmLFR B 2 39 12
HY4-6/N)
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[0009]  S2:#E S ATALHE .

[0010] K ff i B 0o 20 5, B 2 A MU L 8 R J2 2% /KR HR R 1 V8 5 A NN OmL A2 Y
W, B G PR I 30min, B E M IR—K, &I, i TE7KNa, S0, Bk 22K 7 J5 e A K &
T, W5 77 B 4 5mL £

[0011]  FRF/ M AT B EAR KL 100mg N- P4 25 £ — fiic [ AR B FIPSA L 20me F1 824k,
R F8GCB, 4g 5 7KNa, S0, , LASnL & JIE Tkt , 4 iR 5mL £ i He R G218 F 4, 1 B8 /N, i
LU, T UASmL L G BE L, & P e, 218 A AR 235, A ImL L i 2 4%, F5LC-
MS/MS Il € s

[0012]  S3.: Ll VR G AR HEVE WL -

[0013]  a. L fHill B AR HE il 25 W (10mg /L) W4T IR — 4 I8 B fR — 1E T Be AR — KE FH &
5 T ) 5 R P D 1 Omeg /LI SR T iy 4 T i A7 T4 CIREE N 4% H 5

[0014] b O VR A A 25 (200ng/L) « MR B 2001l & B bR 1 fif £ W] (10mg /L) T
10mL2s A, FH 2 B 22 Z1 B, TC 1) o Sk P55 2 200ug / LIV TR A bR A 259, T-4°C R R
17

[0015]  c. HH ZEME NI, Fa IR TR A Fr AE il 25 W (200mg /L) F2 LU 48175 4 I TC Rl o F A
B3 5°80.2.1.2.5.10.20.50, 100ug /LI TR A bR AEIE W, T4°C T ARAT

[0016]  S4 .2 Hillbr i Hh 2k .

[0017]  FHH B C ) BRIk 5 40 9 M0.2,1,2,5,10,20, 50 F1100ug /LI BEEE — 2. g . B R
TOIET BN RR R ERVR A AR IRV, LU TR () X B AR iR A L (x) g il bR v
2

[0018] S5 /=y A0 AR a1 o 1 B FH 4SO MRMAkE 0 2 - X 23 A 5

[0019]  S6: ARk € & - I AP BRSH A HT i » AR 4 22 il 1) €2 v ] o B0 H AR o 5 VAR T 0 T
FU, 2P IR S2 BT IR B A v 26 v 5t VA T R I R — LT B ER —OE T e AN IR
TORPEIIMR B, B ARITEL ~100ng /LG P 2 R AP X R, LS BELL S/N=3TF A A%
J7 A R 5 S/N=101F A 28 77 7% 2 BBR , [F I %5 100ng /LA AR A OE 22 52 3K, B K
e 3V, V15 H P AT H Bk 2

[0020]  k—2Bth, 76 Bk b, Frid B BRS1AIS2 R R BN IE CU e AN/ B 2. R 2T
[0021]  g@k— 20 Hh, 7E bR 5 &rh , Brid D SRS TRIS2H B H G ¥ 94 5 9 15ng/m1 ~25ng/
ml,

[0022]  k—3b b, 76 B3R )5 b, Bl D BRSTAIS2 /R 3R BUR B A5 1 -6ng/m1 )5 1L
T PR TEA IR : AATLs (BEERR B8 T 3UA) , BN : L- TR B Ak ([C MIM] [L-Pro],
n=2,4,6,8) .

[0023] Tt — ARk, BT IR IE AL YA - Culs T D B A I il 40 B8 B8 T-¥i 4 [Cu®' (L-Pro
IL) 1, & 50E, IIATE R RE TR THZ IR -

[0024]  gE— D, 75 Lk 5 Err, ik S0 BRS2rp bR ol 8 RN i T4 B 9 3 9 5mL/min &
3mlL/min.

[0025]  t— D, 75 IR TT R, BTk s BRS 1 RE  HARERAE N : 4°C R iR JiEfE %4 -6h.
[0026]  Ht— D, £ IR TT R, BTk s5 PRS2 7B 35 HARERAE N : 4 °C F i JiEiE % 30min.
[0027]  g@E— DM, 75 _FIR 5 R, BT I & 50 A € o vk 16 FH ASCMRM Ak I 2 A X 40 7 17
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FAE:

[0028] a. = Rk AH (O 264t . i A4 : Agilent ZORBAX Eclipse Plus C18 (150mm X
2. 1mm,3.5um) ; YN :0.2% (V/V) FER (A) FHTEE (B) 5 ¥iti& 290 . 3mL/min; AL : 30°C s BEAE
{ARFR : 5ul s

[0029] b J5i it 2% 1 - e 43 i T 55 9 U A7 TS A, oK o B shdk ke D7 50, BABuL/
min RO 500ug /LI AR TEE i 25 23 A N B8 -5 5 e BONT B FR) BF 5 -0g , ok 1 55 1 ik
1T =Rk ot AR 2R B TE R
[0030]  FEk—PHh, fE Bk T S, ik
B % : 5500V ; R, A K /19206 851 .8Pa; M
275 802.4Pa,

[0031] A A R AR 72 - AHEL T3 HOAR , SR FHAC A B 77 V2 RE 0% DR 24 e 4/ LAY 18
i e A WU )R A R R BURE v, BT P RE 0, e A FRAIK, [T e, AR MR AT, RE 8 T
JE VB it IR — Sl VB IR — T R R IR — R R A 25K

R R, B UERIR - 500°C, B 5
1 ESJE S N241 327 1Pa: A B INEE -1l

B 135 BR

[0032] P17/ WERR — LM6 RIR — I T Wa ABAAR — KGR & Fr I (100ug/L) 1) S &1
ik,

[0033] A& I J9BiERE — AL M6 29 WEIR — 1T e, 3O MEIR KT

BASHEA

[0034]  sEjiifsl1

[0035]  — il I H OPEs ¥ i e — FR A& i v, B DL AP 3R

[0036]  S1.: Ifm 2% At ek -

[0037]  HW3mLIm 3 IO B0 A, II3mL R , YR &1 J5 P45 37N, I N OmL 3 BUGR (1E 2
$t15ng/ml) B FEHA/INET

[0038]  S2:#f N ATALHE .

[0039] KA i B 0o o0 5, B 2 A AU L B R J2 2% /KR R R 1 Ve 5 AR NN Om LA Y
W OEC KD , B 30min, BEUEIR—IX, G IFA VI, i TE7KNa,S0,Br 22K 53 5 , gk
RRET BB 5L 5

[0040]  FFG/ M AH B EAR KBTI 100mg N- P4 25 & — fiig [E] AR B FIPSA L 20me £ 824k,
K HBGCB, 4g 767K Na, S0, , A5mL Z i Ttk bt , 44 F iR bml £ 54 B 5mL/min BAE, i B3/
AR UETR , 75 LA SmL & i 3mL/minde it , & FF PR IR B i, 22 8 A A =i+, A nL &
R, FELC-MS/MSTE 5

[0041]  S3: P il VR G AR HEVE WL -

[0042] & . Ll B AR AE il 2 W (10mg /L) W4T IR — 4 I8 B fE — 1E T Be A e — KE FH &
5 T ) 5 R P DM 1 Omeg /LI SRRV iy 4 T i A7 T4 CIREE N 4% H 5

[0043] b L VR A A 25 (200ng/L) « BRI B 2001l & B bR E fif £ W) (10mg /L) T
1omLZ5 A, FH 2 B 22 Z1 B, TC 1) o Sk P55 2 200ug / LIV TR A bR A 259, T-4°C R R
17
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[0044]  c. FHZENE NI, F IR TR A bR Ak il 25 W1 (200ug /L) F2 LU 4815 7 I TC Rl o F A
B3 580.2.1.2.5.10.20.50, 100ug /LI TR A bR AEIE W, T4°C T ARAT

[0045]  S4: 2 Hilbn ik il 25 -

[0046]  FHH B C ) R B9k 5 4 9 H0.2,1,2,5,10,20, 50 F1100ug /LI BERE — 2. i . B R
TR TR AR ORI TR G AR HEIE L, LA TR (v) X H AR B SRR IR FE (x) 22 b o i
2

[0047] S5 /= A0 A E i o 1 B FH ASOMRMAkE 0 25 - 23 A 5

[0048]  Z3#fTIR) 24t

[0049]  a. = R FH O 264t . i A4 : Agilent ZORBAX Eclipse Plus C18 (150mm X
2.1mm,3.5um) ; i ahAH:0.2% (V/V) HEE (A) FIHEE (B) s iLi# N0, 3mL/min; i : 30°C s b4
fRFH : 5ul;

[0050]  b. B ok BT 5 B IR 0 B TR, R A | 3R Ty 5, BLsuL/
mi n A IEORE 500ug /LI A vEE i 25 9 23 VAR N B85 - Y05L 5 e BUKF I F B 8 0, b 7 8 1 gt
AT ARG T, A3 B S TE R

[0051]  Jiis/p Mrad FEep , B FIRIE E - 500°C , B 18 L JE - 5500V ; S 75 RUE /18206
851.8Pa; Wik J19241 327. 1Pa; WMV % /15275 802.4Pa;

[0052]  S6: 4Rk e i« I AP PRS2 HT g, AR A 22 il 1) €2 v BT o B0 HE AR o Y VAR T U T
FU, 2P SR S2 BT IR B b v 26 v 55t VA T R I R — LT B R —OE T e AN IR
TORPEIMR B, B ARITEL ~100ng /LG F P 2 R AP ML R, LS BELL S/N=3TF A A%
J7 A R 5 S/N=101F A 28 77 7% 2 BBR , [F I 55 100ng /LA AR A OE 22 58 3K, B K
e 3V, V15 H P AT H )R 2

[0053]  sEjiifs)2

[0054]  —Fpill5E if 2% HHOPEs I IR — B AU & &0 3%, BdE DL NP BR

[0055] ST Ifm 2% At ek -

[0056]  HW3mLIfm I HHAN B0 A, INA3mLH R , YR &1 J5 P47 37N, I N OmL 3 U (2.1
Z.1i520ng/ml) 7& % HE A5 /N 5

[0057]  S2.:HE S ATALHE .

[0058] K i B 0o 20 5, B B A AU L B R J2 2% /KR HR R 1 Ve 5 A NN OmL A2 Y
W (LR TR , B HE I 30min, HE P IR—X, &I, i T7KNa,S0 Bk 2K 53 5 , lig
AR BT B E N 5mL L ;

[0059] BRI/ AH B EAR KBTI 100mg N- P4 25 £ — fiig [ AR B FIPSA L 20me £ 824,
K HBGCB, 4g 67K Na, S0, , A5mL & i Ttk bt , 44 F iR bml £ G4 B 5mL/min BAE, i B3]
AR YETR, 75 LA SmL & i 3mL/minde it , & FF PR B i, 22 8 A A =i+, A InL &
5B 2%, F5LC-MS/MS 5 5

[0060]  S3: L fill V& G A HE VA R =

[0061] & . L il B AR HE il 25 W1 (10mg /L) W4T IR — 4 I8 B R — 1E T Be AR — K E FH &
5 L ) 5 R P D 1 Omeg /LI SRR T iy 4 T i A7 T4 CIREE N 2% H 5

[0062] b L VR A Ar 25 (200ng/L) « BRI B 2001l & B bR 1 fif £ W] (10mg /L) T
1omLZ5 A, FH 2 B 22 Z1 B, TC 1) o Sk 5 2 200ug / LIV TR A bR A 259, T-4°C R R
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175
[0063]  c. HHOHEMEREER, K LR VR & bR ff & (200ng /L) 42 Hb 45 R Jo e Bl ot =ik
FEAY51290.2.1.2.5.10.20.50. 100ug /LI VRS ARAEA TR, T-4°C FRAF

[0064]  S4: % il bR Al 25 -

[0065]  FH HH W ) o B 5 49 91902, 1, 2,5, 10,20, 50 F1100ug /LK BEIE — 2. B T 1%
TR TR AR ORI TR S AR HETE VL, LA TR (v) X H AR B R IR FE (x) 22 b o it
2

[0066] S5 /=y A5 AR Eau T o 1 B FH 4SO MRMAHE 0 2 5 23 A 5

[0067]  Z3HTIR S At

[0068]  a. /= &k AH O3t 264t . i A4 : Agilent ZORBAX Eclipse Plus C18 (150mm X
2.1mm,3.5um) ; JiLahAH:0.2% (V/V) FHEE (A) FIHEE (B) s iLi# N0, 3mL/min; i : 30°C s b4
fRFH : 5ul;

[0069] b B ok B W 55 & R 0 B TR, R A B 3R 7 5, BLsuL/
mi n IR IEOCRE 500ug /LI A vHE i 25 98 23 VAR N B85 - Y05L 5 3 BUKF I F B 38 0, b 7 8 1 gt
AT ARG T, A3 B S TE R

[0070]  JGiisdp Mrad FEep , B FIRIE E - 500°C , B 18 I - 5500V ; A7 RUE /18206
851.8Pa; Wi Z Sk J19241 327. 1Pa; BNV % /18275 802.4Pa;

[0071]  S6: ARk € &« I AP PRS2 HT g » AR 22 il 1Y) €2 v BT o B0 HE AR o VS VAR T 0 T
FU, 2P BRS2 BT IR I A v 26 v 5t VA T R I R — LT B ER —OE T s AN IR
TORTEIMR B, B ARITEL ~100ng /LG F P 2 R AP X R, LS BELL S/N=3TF A A%
J7 A R 5 S/N=101F A 28 7 7% 2 BBR , [F) I %5 100ng /LA AR R OE 22 58 3K, B K
e 3V, V15 H P AT H )R 2

[o072]  SEjiifs)3

[0073]  —Fpill5E if 2% HHOPEs ¥ IR — B AU & &0 %, BAE DL NP BR

[0074]  S1.: Ifm 2% A0 ek .

[0075]  HW3mLIfm 3% HH N B0 A, INN3mL R , VR &1 J5 P45 37N, I N OmL 3 BUGR (1E 2
$t25ng/ml F 28 2.l 25ng /ml S AR FR LU IR 6) 7B 3 HRHL6 /N 5

[0076]  S2.FfMLATALHE .

[0077] K AF BSOS B R E A AU B R 2 2R /KR R R A Y AR NN OmL A2 Y
W QECEM IR OB ARRALIRE) , B HE i 30min, EE MIPIR—IR, & IANAHE, & T
IKNa,SO,Bk 237K 7 J5 , et 28 22 #4177 B ey mL 2

[0078]  BRIE/IMEH R ) FAR KBS 100mg N- 75 & 20 — & [E A B 79I PSA L 20mg 45 524k,
K HBGCB, 4g 767K Na, S0, , A5mL Z i Ttk bt , 44 F iR bml £ 54 B 5mL/min BAE, i B3 /)N
AR VETR , 75 LA SmL & i 3mL/minde it , & FF PR B i, 22 8 A A i+, PAinL &
5B 2%, F5LC-MS/MS 5 5

[0079]  S3:FC VR G ARMHEV L -

[0080]  a. P ffil] A AR ME il 2 ¥R (10mg /L) W4T IR — 4 I B E — 1E T Be AR —KE FH &
5 L ) 5 R P DM 1 Omeg /LI SRRV iy 4 T i A7 T4 CIREE N 2% F 5

[0081]  b. L il VR A& bR 1HEAif 25 (2001g /L) = 7 AR L2000 L & B bR 1fE it 27 (10mg /L) T
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1omL25 A, FH 2 B 22 Z1 B, TC 1) o Sk 5 2 200ug / LIV TR A bR A 259, T-4°C R R
1%

[0082]  c. AR, B IR TR A AR v i 25 VR (200ng /L) 4 LU A9 B RS Ji5 L B3t =ik
B3 5°80.2.1.2.5.10.20.50 100ug /LI TR A bR AEE W, T4°C T ARAT

[0083]  S4: %5 fhilhrE il 2k -

[0084] ] M fic 1l B IR 243 390590, 2,1,2,5,10,20, 50 F1100ug /LI BERE — 2. 18 R
TOIET BN RR — R ER VR A AR ISV, LU TR () X B AR iR A B (x) g il bR v
2

[0085] S5 =y A0 AH € 1 Joid 135 B0 FH X MRM M 00 5 85 2404

[o086]  J3#r ISk AT :

[0087]  a. @ RO AH (L 25 (i AL : Agilent ZORBAX Eclipse Plus C18(150mm X
2.1mm, 3.5um) ; aNAH:0.2% (V/V) R (A) FTHEE (B) s i N0 . 3mL/min; iR : 30°C 5 JE A
fRFH . 5ul;

[0088]  b. Biils ok A - e R BT 55 B 1R A s A N SR A B Bk i g7 =0, BLGuL/
mi n (1)K 5001 /LI AR HE £ 2% 9 43 93 N B8 F-J05E 5 e ROGT I 1y B 25 -0, S L7 3 7 ok
TR BE AT AR ETE R

[0089]  JGRiE/y #rid B, B FUEIR FE - 500°C , B T Z HL K : 5500V < AT Ak 18206
851.8Pa; Wi %S & /19241 327.1Pa; i in#S & /19275 802.4Pa;S6: ARy & & : 8
I B IRSE oy AT Ja AR i 22 w1 0 ] U AR LR R o T VR R U TR, T E I AP RS 2 P i () s 4
M2 T A R RE VR R B — 2 TS VBRI T e AR RE AR EE IR, HARAE L ~
100ug /LG A 2 B IF A2t R, DUEME LS /N= 33154 28 77 PR , S/N=101F ~1X
e vF e IR, TR X 100ug /LA b e VA O S0 58 3K, B R I e 3V, T4 H AT H Ta) kS
[0090]  sizjitafsil4

[0091]  —Fpill e if 2% HHOPEs ¥ IR — B AU & 0 3%, A DL N AP BR

[0092] ST Ifm 2% At ek -

[0093]  HW3mLIfm 3 HH N B0 A, INA3mL R , YR &1 J5 P45 37N, I N OmL 3 BUR (1E 2
%t 15ng/ml\ 2.2 2. B20ng/ml \ [Cu® (L-Pro IL),]6ng/ml) & & HREL6 /NI ;

[0094]  S2.:HE S ATALHE .

[0095]  HEAE MBSO 4 B, HUHE B2 HLAR K J2 ML /KR R IR () VR 5 AR N 9mL 4 Y
W OEC MR OB RLLIRS) B IR 30min, G MBI — K, G IANAH, Ik
IKNa, SO, Bk 237K 5 J5 , et 28 22 #1570 B e mL 2

[0096]  FaE /MR AN B EARIK AL IH100mg N- P 5E £ i [F] AWK B 77PSA L 20mg f1 2244
K HBGCB, 4g 767K Na, S0, , A5mL Z Ji Ttk bt , 44 F iR 5ml £ G4 B 5mL/min BAE, i B3/
FE, WS IE R, 75 LASmL 2 3mL/minie Bt , & F PR IR GEIL I, &2 B A M 21T, LAimL Z,
5B 2%, F5LC-MS/MS 5

[0097]  S3: PV G AR HEVE WL -

[0098]  a.C il B4R HEfif 259 (10mg /L) FF IR — £ W6 VB IR —1E T FRAIBERR — Kl H &
5 TC 1] BT IR B D 1 Omg /LIVT B AR A 29, i A7 T4 CIREE N 2% H 5
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[0099] b L VR A Ax 25 (200ng/L) « BRI B 2001l & B bR 1 fif £ W] (10mg /L) T
1omLZ5 A, FH 2 B 22 Z1 B, TC 1) Sk P52 200ug / LIV TR A bR A 259, T-4°C R R
1%

[0100]  c. H ZEME NI, F IR TR A FrAE il 25 W1 (200mg /L) F2 LU 48175 A I TC Rl ot F A
B3 580.2.1.2.5.10.20.50, 100ug /LI TR A bR AEIE W, T4°C T ARAT

[0101]  S4.2xHilbrvEHh 2k .

[0102]  FHHI B C ) R Bk 5 40 Wi N0.2,1,2,5,10,20, 50 F1100ug /LW B R — 2. i . B R
TOIET BN RR — R ER VR A AR IRV, LU TR () X B AR iR A L (x) g il bR v
2

[0103] S5 /=y A0 AR EEu i o 1 B FH 4SO MRMAkE 0 2 - 2 23 A 5

[0104]  Z3HTIR 24

[0105]  a. = R FH O 254t . i A4 : Agilent ZORBAX Eclipse Plus C18 (150mm X
2.1mm,3.5um) ; i ahAH:0.2% (V/V) HE (A) FIHEE (B) s iLi# N0, 3mL/min; i : 30°C s b4
fRFH . 5ul;

[0106]  b. BTl 2%« e £t 55 &5 1R 7 & A U, SR FHF B sk i 77 =0, BLGuL/
mi nfAI A IEORE 500ug /LI F vEE i 25 9 23 VAR N B85 F-Y05L 5 e BOKS I B 8 0, b 1 8 1 gt
AT ARG T, A3 B TE R

[0107]  JFiE Mt FE b, B IR BE . 500°C, B F-WE i JE : 5500V ; .75 UK /715206
851.8Pa; Wi 5 S & /18241 327 . 1Pa; 4B IN#VS & 778275 802.4Pa;S6: AMRik & & : 18
I B IRSE oy AT Ja AR i 22 w1 0 ] U AR LR R o VR R U TR, T E I AP RS 2 P i () s 4
mi 2 T AR R P B — L e BERE —IE T RS IR RS — RS, HARIAEL ~
100ng /LG A 2 B I 4o 5, DUSEEELS/N=31F 54X 48 77 V246 HU R , S/N=101F 1%
eV IR, TR X 100ug /LA b e VA RO S0 58 3K, B R I e 3V, 5 H 9 AT H Ta) kS
[0108] e FH S it 451) 2 1) 77 V2 25040 X A% R B A — 28 () SE B R IE , LA 1O TR i 9 457, )
SE ML IR — B8 B R —1E T BR AR R ER IR B, 79 2 LA 308

[0109] 1) BFR — LW VB IR — 1E T B ANBEIR — R BRI Z2 1 7 #2  AHOC R4 H W AT H a1k
T G H PR A R, WKL

[0110] 1 BEER — 4 Fe BEIR — 1E T B ANB IR — 2R eI 261 5 F2  AH ¢ R4 B ) AT E 18]
2 B A HE PR A e = TR
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EHM X RK H M) w2 HA RSD LOD LOQ

e 2
& (RY) RSD (%,n=3) (%0,n=3) (ng/L)  (ng/L)

PR —18360
0.997 5.82 434 0.33 1.10

ZHE  x+11032

o1l BER—  y—g771x
0.993 3.96 2.63 0.05 0.17

ETH +1269

BB —s3074
0.999 4.01 4.52 0.39 1.30

R x+20132

[0112)  2) B~ . B — IE T AR — K Wi B4R HLCMS KB4, W22
[0113] 2. AR — 2K FERR — IE T AT — S BRIA 2 4R FLLC- NS 2 4
woy TAT TAT MRER ZBEE ADEE BORK

(m/z) (m/z) /eV /eV /eV I/eV

B — F8.9% -24 -42 -10 =]
— 1531

Z Mg 124.7 -14 42 210 7

0114 - 78.8% -7 -57 -34 %
[o114] alis 210.0

ETH 153.8 -7 57 20 -7

— 92.6* 43 -83 7 g,
mR= 248.9

3.3 155.2 29 83 7 7

[0115]  SEGHGHIE

[0116] 1. VBN IESE : —MAB DL T, B 26 A0 T rT 38 M i &4 IM-HI 1 4708 o B, A%
SEUGSR FHEST B, 2350l FH 2 - KV P B - /K P I - 0. 2 %6 RUK IR A N sl A
SRR — W6 R —IE T R AR 2K EE (100ug/L) HI 0 B AU B TH R, B iR
T P DL P 1o &5 SR R B DL B - K R sl A E AR A0 1 5 R i R 2 BE L 2 - KT
FEGF, TS I AKX B SR 43 B8 520 A K, A2 v DUBE 30 70 B bR ) ve )97, AT b 126 4%
fi-0. 2% ZKIE AT BN AH

[0117] 2 FREUFIM LR : b 1% APEBGAFIH BE . O TR QB FNIE Lt/ 4R Sl (1
1,v/v) X 2Rk R FE RO, 4 5k DL = FhH A 77 A F (R BCR f IS, IE ke / &
TR 26 (1:1,v/v) FEBURNAC R e i, B R — LT8G IR — IE T BRI IR — 2R B8 114 [al A ek 3
79.5%~96.4% .

[0118] 3. [l 2 505 % FE - DA e — MLIRE b 80 5, 7 s InAEC (Brg/L) H (20mg /L
(100ug/L) 3MANF A EE ) B bRA , AN BE B B 3ANAT A A U 25 S0 22k T ot 1yl o
1B o ML AE A P B R — 2B BRI — IE T BR AU IR — 2R IR 0 7 ) b [T i R 69 . 5% ~
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96.4% . W73,
(01191 2R3 2% B BRI oA b 1) I 8 1
Spiked Level
Compo Sug/L 20pg/L 100pg/L LOQ
unds Recovery RSD Recovery RSD  Recovery RSD  (pg/L)
(%) (%) (%) (%) (%) (%)
[0120] W= 69.2 6.01 67.1 5.09 72.8 254 0367
B
B
76.4 528 91.3 4.00 87.5 1.98 0.057
ETHER
BER—
0 6 15 2.96 96.4 3. 0.433
Y 88 3.67 8 37

[0121] 4 X104 MLV it 3 A Al & G I 70 A 45 2R L2 4 5

[0122] 364 104N MLIBRE S 3Tk H bR Ak S kS I 45 4 45
wEY SEEHE F{E EE(pgke HHFE
(ng/kg) (ng/kg) (%)
BR—z 0 0 ND? 0
43
[0123]  gymy—iF 0.44 0.53 0.29-1.06 60
THEE
Y . 3 0.69 0.69 0.24-1.11 70
[
[0124] a:ND{EE?E%IKE
[0125]  &5f « A BH 48 57 1R v 50 B2 i - £ G50 (HPL.C-MS/MS) [R) B 00 5 I 7% e 1l i

A= f&rFEE:IETEEﬁFDﬁﬁEE:ZF@E K3 73 M7 4 o AR R W ) D5 R H PR AR, AR

R/ Rl

REE S, T M P BEER IS 2575 e i 58 , 3L A RENE T R BEER — £ B6 B IR — 1E T Fe Al

IR — 2R R A A T 25K
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2.50E+06 |

2.00E+06
1.50E+06 |

1.00E+06 -

Intensity cps

5.00E+05 |

0.00E+00 : ‘ ‘ L ’
0.0 1.0 2.0 30 40 50 6.0 7.0 8.0 9.0 10.0

Time,min

K1
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