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1. — it w5 00 FH T — BB G TS AR 43 I T A 24 R R RN R 5 R 0] ik
R T, FRHELE T, R LA R D3R

(1) ¥ BT AL HE 5

(2) A2 A < A A5 UVRE ot 04T 6 A 2 — 8 IE JT DS A DN, R A0 350 5t g O B s 110 H A
1B W 5E BB R R E 1 N BN AN I, RS 21 & AN TR R 20 A

A AR TSR ik KR 150 mmX 3.0 mm,2.5umf] ACQUITY UPC?
Trefoil CEL2#E;JBNAH:IG S CO2/ £ BE , P : 2mL/min s B BE PR BE s AR - 40 Cs K
1600 psi;BEFEE:20L;

B LG 7 A0S  WIUR 2R 55 253 BPCO AN 2 B AR L FH99% : 1%738 /5.92% : 8%; 524> #h
B3, 570 B CO A L BE AR TR EL N 92% : 8% AL i 88%: 12%; 253 . 543 21| Z5 453 B CO A £, BE 1)
PRAILEL 88% : 12%AF F.70%: 30% ; 55443 B 2| 554 . 143 BhCO A1 Z BE R AR A L A 70% - 30% 7% 3%
99%: 1%; 554 . 153 Bh B 2555 B CO2 A1 2 FE R AR AR EE 999%:: 1%

R 4 ke Jd e £ B BT (1 B bl A 40 e B 5 R M S R A S A D B Ve 1) g v
T

R TE] A1, 6850 8h . B R B T A384.1/282. 1. @ MBS 1% 384 .1/328 . 1 it
g BV AR SR FE R 5

{REEF B 1. 9550 B B R B 15 N384.1/282. 1. @ MBS 1% 384 .1/328 . 1 it
g B A Sk R FE R 5

{REEE] 3. 300 Bl B R B T N373.1/271 . 1 @M T X 373.1/299 . 2/ 3 Bt
g FJ SR-1EE R R

{RER S 18] 3. 983 Bl 5 B 3 X 373, 1/271 . 1 B M T 373.1/299. 2/ 3 i
I R RS- R R

(3) Fr 77 ¥ - L IR -1 R R ANR—MLE SR B R 1 6k VR G A v AR, 4 AP R (2)
PRI T S5 A AT 43 B8, I 10 33 A St Rt A T 937 118 g T AR, DA A o ot B AR BT v FE (M E
A b, DAL I e 06 T AR OA IR A8 i, 75 BRI R R AR SR B R — Jo 2R M Bl A 5 72

WA WUAE it A FRORT IR 7 VR AT 29 5, 9 0L S B ol R AR A T %7 147 e TR R 5 6 P XS e
X . ) U T AR N 3R — TG 28 PR [R1 A 77 A% 5 R4S 455 I ot o 35 B AR PR IR

2 FRAEAURZE R VBTIR I 9% 43 I 5 T AR 24 W DR 3R R S8R 55 2R X BIAAR (1) v, FLo
TELET, 2508 (1) R AT AL B R B AR U  HERIARENS g ffF B J5 AR AR FE Al 50 mLE
FEOE R, INIOMLK, WA G IINT0 mLZ i, SR 58 508 B T IRIER & IR %1 L, DL
2000 rpm HEIEHS mins IR EHEOE RIS KRS 1 ¢ A1 g B
BAN0.5 g BEMREA _MEE.OE Y, LRI TR SR A L, BL2000 rpmiE H AR5
min, ZRJ5LL6000 rpmiE K E 03 min; AL EIEWRL.0 mLF1.5 mLE-OEH, FEIIAGL0 mg
C18#150 mgH HEEALE, THERE AR ELL2000 rpmi# R IEH2 min, L6000 rpm #
B3 min L FIBTRA0.45 umfg HIAESERR U8, FH 2 B Fa k2% .

3 AR ZE R FTIR 4% 43 I 5 T AR 24 W DR 3R R S8R 55 2R X IR (1) v, FLo
TEAE T, B BR (2) i) Bt 26 AF b, B U A FUE 55 B8 1R (BST) s H3 4 7 2NN IE B 18
EBAE 2. 6KV B U5 B2 150°C 5 By 77 R BE 350 °C s I 771 U/ LI 800 L/h; 4
FUSARIRIES0 L/h; AMEIEF0 . 1%H R BB VA 00, i M0, 2 ml/min;
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TP R ) 2 Al R AR RERE R A0

MEE SRR B TR i 5 1 X0 AR A B - 1) 2 A e T 350 9 38V, Aill 8 i 140 T S22V A6V

W R R B TN R M S I e AR R 3R 28V Al 4R e R 43 3 N 1L TV A L8V .

4 ARFEAUREE R TR 35 73 I T AR 2402 R R RN R 55 R X BIAA 1) 7 v, FLo
TEFE T, D IR 3) R BIPR MR 251 — e R PE RN E T FE a0 F

R SR B R : y=323X+5767, £k V5 Bl 25ng/mL-500ng/mL , £& 1 FH 5% £ %70.9992;

R-ME R R - y=579X+1590 , 2k M4 Yt [l 9 25ng/mL-500ng /mL , 25 14 AH 5% £:%10.9995.

5. R AR ZE R BTIR I 3% 43 I 5 T AR 24 W IR 3R R S8R 5 2R X BIAAR (1) v, FLo
FELE T, DB (3) H B IR A bRt TAR M B AR V007N < 43 BIRRECL0 mgIR-TLE SR
LR AIR-E AR RAMES T10 mLEEM , OB I 2 2 22 B B i A bR 2510 5
— bR AE A A B I — B A R A B — AR HE G ST T 100 mLAEREKH, HA G R 22
J5 LA TR i v A 45 5 20 ol B U A5 b 7 i 2532511, 50ul, 100mL, 250mL , 500uL
J1000uLEI6M10 mLA &, FH NG E S , S bRt TAR I SR 5 70 A2 B ik Fr i T
YEFE500 L5 500RLI 25 [ it 2 A VR A » 0 1) B3k VR A b o AR I W o

6 . R A AR ZE R 5 TR IR 9% 43 I 5 T AR 24 W IR 3R R S8R 5 2R X B AAR (1) v, FLok
TELE T, BTl 25 E A 28 SRV VA il 2% 7 R U - MERRAREN S g iF BB JS 1 25 E AR AR 50 mL
HEBLLA T, InN10mL/K , MR JE N0 nLZ g, SR BB 08 B TR SR L,
PL2000 rpm HEIRGS min; ARG EOEHINALg LAKREREE 1 ¢ 4.1 ¢ I
FRERAN0.5 g BFIRE —ME B0 H, LRI THERTRE & 9R% 1 L, LL2000 rpmid %47 %5
min, ZR G LL6000 rpmiE K E 03 min; AL EIEWRL.0 mLF1.5 mLE.OEH, FEIIAS0 mg
C18#150 mgH MHEEALER, THEIR IR AR £ L2000 rpmi# R PR 2 min, L6000 rpm #
B3 min W HL FIETRZ0.45 nmf HUAHJE R I8, e & H .

T ARAEAURZE R BTIR I35 43 I 5 T AR 24 IR 3R R S8R 5 2R X WA (1) v , FL
TEFE T, T B i R B a2
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— MBS S eI RERFUERARFST UEFIERAGER
R BEAKRE R XFBRFRI 775
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[0001] 7 W] Ja& 73 A P S QTR AR 245 3 T e 3 AR 45008, L A — ot v 2 & M
= H I BB ARAF 73 I T PR AR 24 W 2R R AR SR B RO RAR V) 4% 30 e 2 R TR
LIS AR I3 7 B E BT

BREA

[0002] I Hif {3 FHIR AR 25 R A7 25% 2 F-PER , T PEARZ 1 A 03 PR AF AL X AR 22 e 1, Hm
PEAEAE RAFAE T DB LA AR rh 17 35 PR 28 10 X IR AR R A5 P 1 31 8 A A
FEAAT B30 (0 AN [ o B P AR 28 X AR B R A5 R A A o B3 1 2 2 A BTl AR
U PRS2 5 T R AEE KR E 2

[0003] M S R B SR AN R SR J T 5 SR IR R A E , A B R FH K G FE R MR P rp R A A o
B0 R B HET o I SRR T B AR S A DTG, AR R BRI AR AR, S
S R R O DTG0 1 S 1P B AT o T B i 389 A HER L SR S e

[0004] Btk 9B A B R AN R R A S5 A8 2073 A s Pl s

= E DM
[0005] TN D\I/go
o ! o
A
z S :
[0006] /C ]/ \O\ I
o N =0

[0007]  ZG BT FC R, M SR R AR RN EZ GOk B TRIFIIAAKE, 2006, 5
(4) ,32-33; 18 %j,2010,49 (6) ,421-423) . Gyt &[4 25,2012,51 (3) ,193-196 K A Ifa
TR TS B T IR RAR ) B2 3 AT B (] Kk 50438, ELIE SR 52 R 70 3 B R A A
T1T0 228 ST 3 7R 2 5% R R 28X Bufe A 400 PR 00 5 7 V2 6 T O A 7 RAR I R 5 R R R R
B — P R AR R T AT R e s AR ], DA AR R AR T A R RPN B
[0008] RHEANZ:

[0009] AU BRI H A2 $E H— iR A A €0l — B T 5 R 43 25 40 T e oy v R R R
AR B T7 1 1% T 1R R I TR 1) 4 A1 T T 1 R SRR TR B R PR — ZE T B A i
17008, FE H T DAEm e &, BT D, MR R T

[0010] AR BRI H 128 LN B AR T SRS -

[0011]  — e iy 50 A € 15— HR T B 3 R 29 I T 1 A 24 1 2R 3R R 9 R 5 3R 6
WA 57, BFE L D BR

[0012] (1) B AT ARBE , 5 A IR 3 el

[0013]  (2) LI ZKAF « Ko A DU (it JFEAT 5 A €1 — 3 6w A DN, 90 3ol ot e £ 1 B[]
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H ARS8 B 5150 R E P B 100 0 B &N B Mg, R4S 30 & AN TP AR 24 0 A

[0014]  a A ARG ISR « B34 : IS 150 mm>X 3.0 mm,2.5umff] ACQUITY UPC®
Trefoil CEL2F¥ ;JiahAH: B ImACO2/ LB, ik  2mL/min; B VM, AR 40 C, k-
1600 psi;BEFEE:2uL;

[0015] b A BE LM T 2R U0 R « WI46 22 5520 BhCO A Z BE R AR AR L FH 99% : 1%78 1% 92%: 8% ;
2 PR3 54 B CO N 2 BE AR FR EL M92% : 8%A% ik 88% : 12%; 253 . 570 8 3] 55443 EhCOL Al
LRI AL A88%: 12%48 il 70% : 30% ; 5545 ) 554 . 153 B CO A £ BEFIARFALL AN77%: 30%
ARF99%: 1%; 554 . 153 Bh B 55553 8P CO A 2 BE I ARFRLE S99% : 1%;

[0016] ¢ AR e WL LR B B (8] FORE S 1/ B8 10 S5 A LU AR i 23 B8 2 AN JBE g 1 7 42 4
L

[0017]  LREFIFTE] 1. 685 8h . & & 15 A384.1/282. 1. M B F 5§ A4384.1/328. 11
B Mg R AR-1E SR R

[0018]  LREFIITE] 1,950 8h . i & & T X A384.1/282. 1. M B F 5§ 4384.1/328. 11
el R RS-t R R

[0019]  LREFITE] 43,305 8h . B & X A373.1/271. 1 M B 54 4373.1/299. 2/
Ve Mg R SRR R

[0020]  LREFI[E] 43,985 8h . i B & X A373.1/271. 1 M B 54 4373.1/299. 2/
P B Ay S R R

(00211 (3) A&z 5 ¥ « T F| R— 1 R SR MR-k S AR B 7R (1) 228 o VR & A oA AV VI, 3 FRUD IR
(2) AL L RO RS F VLT 705, FHTC i B o) B A el J87 F g T, L A o o) B A [ 94
FEAB N AR &, DL 6) . (1) U6 T FRA (R A% B, 19 21 R— R R FIR - R 55 R ¥ — Je 26 PE el
[EWsEEY

[0022] W Ap WA it 42 BRI IR D7 VR EAT 70 5 5 T SR o ke Bl A 0F J8%7 ) 0 T A 5 g s Fjox
Ao I 14 W TRT AR A RN 3R — Je 2 1 (0] VA 75 R, B 3800 45 UARE: o 25 o Bt A 4D 94 B o

[0023]  FEAK BT, BIR (1) o AR S AT AL B FE BAR U R  MERAFREL2 g B B 5 ) # K
FEfn 150 mLE & & OEH, IIAL0mLK, A T INAL0 mLZE , S8 54 55 08 B T IRt iR
ARG, L2000 rpm HERIEFS min. ARG H OB IIANGe T/AKMERE:E1 ¢ &AL
N1 g FrEERRENAN0.5 ghrRIRE A B0, LRI F iR TR & 9R3% 1 L, BL2000
rpmiE ZPz7%5 min, SRJGLA6000 rpmiEZ B 03 min; BE FIEWL.0 nLF1.5 mL &0
H, IR A0 mg C18F150 mgH AL SR , T eI IR A PR X - LL2000 rpmiE 4R 2
min, PA6000 rpm ZHZEE.03 min. WEL EiERE0.45 um A HUAHIE L JE , H 2 IEFRE265 .
[0024]  ZBR (2) H i) BT Sk A b, S IR A FE 55 & IR (BSD s H# 77 OV IE B 14
BME R EN2.6KV; & TR EE150°C s B 7 B2 350 °C s Wi 7 Ui E 800 L/hs 4k
FUAARTIHES0 L/h AMELIEF0 . 1% H 8 FE R VA, U 40,2 ml/min;

[0025] ik WA (1) 2 R R AR BB BB A 40 T

[0026] Wit R0 R B R S R 3 7 R R B -0 I e AR R ¥ D 38V, il e i R 43 il D 22V A
16V;

[0027] WK R JE B B -0 A M B - 1 e AR R 340 28V, Al 4R R =R 43 3l N 1 TV AT L8V .
[0028]  JDER (3) WY& MR LK — Ju R PERNH T FE 4 T
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[0029]  R-MEHARE R : y=323X+5767, Zk MEJuHI N 25ng/mL-500ng/mL , £ 114 AH 5¢ R 2L
0.9992;

[0030]  R-MEER R :y=579X+1590, Z&PEVE H A25ng/mL-500ng/mL , & 14 AH < 2 %40.9995.
[0031] PR (3) H, L il 2 VR A bRl TARIS B BAR 7V W0 R = 23 ARELL0 mg Rk
SRR R AIR-VE R RARAE S T 10 mLEEHLF , H REV #IF 2 5 2 %0 B, Bl s R Fp ok 245
() B — AR e A5 Vs P — 8 B & R A —Ar i 2 T 100 LA &I, O B &
2R AR G AR HEAS & s 70 B HUR G AR A & 2500, 50uL, 100uL, 250uL , 500
uL JZ1000uLF|6/M10 mLAENLF , LM 2, $IA3 b TARI I 285 23l B X b
1 TAEE 500 uL 55000l 2 FRE & 28 AR & » 0 i B2 TR A bR e TAE
[0032] P If 2% [ A o 228 A I 1) 2% v an R < YERFRRR A2 g BIF S i 1) 25 AR A T-50 mL
HEBLLA T, IiN10mL/K , MR JEIIANL0 nLZ i, SR 5B B 08 B TR SRk,
PA2000 rpm HFIRZ5 min. ARJE A EOE P INIASg /KIS 1 ¢ TN 1 ¢ F7H
FRERAN0.5 g FIRE M ZE B0 H, LRI THERR & 9R3% 1 L, LL2000 rpmid %47 %5
min, ZR G LL6000 rpmiE K E 003 min; AL EIEWRL.0 mLF1.5 mLE.OEH, FEIIASL0 mg
C18#150 mgH MHEEALER, THEIRIR AR £ L2000 rpmi# R PR 2 min, L6000 rpm #
RKE03 ming W HL FIERZ0.45 nmf HUAHJE RS I8, e & H .

[0033] AUk BH B VKR A A B i 25 5 B DG S S B 17 e R R AL SR B R FHER 2511
Iy BT o 1% J5 1K T 22 B Y T [ 58 ARG (08 4, E A MBS R4 B T BB TR
YRR, B8 T AR PR B B RS TS R SRR s, AR A 1 2 2 46 A BN
ARG PR S AT T ARG, AL TR E B IR R NN G R B R T M AR 24 XS AR
W51 o B I i ek B AR 3R 43 5 v, B DA IS N AR B TR B, SR B 48 v 4k g 3t
UPC*-MS/MS 43T » ¥ R R NI AR HE R S BARSRAT 1 R AP0 9 88 B 5 o 1% 5 i e R R
TR G B R PR e A AG IR 23 51290 . 0018410, 0016 mg/kg . A % B 5% FH s 53 C02 9 i 51
L, H8 T KEBHLIE T E SRR AR B 777245 A A € 2 A 3l P, AR
1558, RS & TR (8] 43 B AT

Fft (&1 ER
[0034] |1« 1 R R AIINH: SR B R bR vHE VA VR Y UPCP-MS /MSHE 45 28 1~ (03 B GZ B i
B ED o

B A

[0035] AR BHUA N &5 Seffilfiidt— B Hik , (H I3 A PR Hl AR B

[0036] SEAF

[0037]  1.{%#% 585:

[0038]  ZJiF\ LM HH B350 O 0 i), A AR IR AL AN D 23 A i) s 28 18K, 7
HGB/T 6682H — /K 2K,

[0039]  Waters TQDUYARAT & B UG s ARG THIR IR 48 i -Mettler AE 163H T K
(%&E:0.0001g) .

[0040] 2. Ff/hALTE .
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[0041]  YERAFREL2 ghfF S o (1) JH 0Ky AR AR 50 mLH 55 2508, In A 10mLoK , ¥R J5
IIANT10 mLAE, R 55 3O B TIRIER G IR %A, BL2000 rpm EFEHRE5 min. 2R 5
B IS To/AKMEREE 1 ¢ &AL 1 g FFERRINAN0.5 el BFIRE AN E B0
Erp TR T e IR SRS E, L2000 rpmiE RS min, X5 L6000 rpmid 2 B .03
min; B EIEWL.0 mL 1.5 mLEOEH, FFIMAL0 mg C18F150 mgH LA LER, T-HEdR
BEIRG A ELLI2000 rpmiE R HRET%2 min, LL6000 rpm R B 03 min. WH EiEHZ0.45
um A WAL I , 2 S B2 o 33 8 v 205 F 05 R BB B (UPC-MS/MS) A6 5

[0042] 3. RGMZEAL : & FHETEAS I 254 1AL : A 150 mm> 3.0 mm,2.5umf¥] ACQUITY
UPC? Trefoil CEL2KE ;IRzhAH: #BIR FC02/ ZEE , ik : 2mL/min; B EVE L, AEiR 40 C;
1800 psi;E#ttfE:2ul;

[0043]  BfEEVEM T A0 R - WIAA E 55240 $HCO2 A1 £ B AR FR EL H199% < 1%38 /i192% : 8%;  #F
253 A B 553 . 570 BhCOL R 2, B AR EL A 92% : 8%AF % 88%: 12%; 53 . 553 Eh 3| 55443 £hCO A1 2
T AR R EL A88% - 12%78 B 70%: 30%; 24434 2 554 . 143 4P CO2 A1 2 T FI AR R EL MT7%: 30%4%
F%99%: 1%; 554 . 143 80 2 2555 #hCO N L AR FREL 99%: 1%;

[0044] G4 . B FIFONHIB E B IR BSD s S 7 SONIE B F 3 BAEHIEN
2.6KV; B T IRIR 150 °C 5 B 7SR 350 °C 5 BtV 77 S AR IE 800 L/hs #E LA # 50
L/hs FMEE 0. 19 IR VAL TR0 .2 mL/min s WL SR B0 1) 3 8 7% 3841/
282. 1 EMER T X1 4384.1/328. 1; MR RN & BB X N373.1/271 . 2 E B T3 N
373.1/299.2;

[0045] it SRUR B R S R 2 75 R R B -0 I e AR TR 2 D 38V, il i £ 40 il 22V A
16V 5 W R R g 5 125 5% R 5 P 5 X0 1) 25 e L TR 38 D 28V, lf 4 B8 52 20 Sl R 1 TV A8V
[0046] 4 e J5 ik K O AR B (PR R R ANR—E B AR B R T 1 A 245 06 e A s V5
TG, I P25 R ol 2 O R 2, 42 LT R 2 A 1y €2 03 0 o il 7 v A7 43 88, il s g b
T B A G 7 PR U THT AR, DA o] Bl A R 94 B2 A 9 1 A% B, DA JHORE IR P s [T AR g PRI A 1, 15 2
—JRLRPER AT

[0047] ¥ A IUAE & 42 R AT IR TR0 5 v 64T 0 8, 10 S B ol R LA o) 37 f1) e T AR 5 s
g oty Bt A 0T 1 PR U TR AR AR N — TG 2R R VA 7 2 , 45 21 B 3 A WA ity R - 3R 5 R FS—
ML SR AR S R ) & 853 A 1. 22 mg/kg FH0. 34mg/kg.

[0048] Syl 5 vE I HERA I 72 BEFE SR IMANT. 0 ng MR- SR 5 R AR HE VA, BEATH)
R RE SR AT AR ER , LLUPC*-MS/MSTUAS 4 T 1) 3% % B9 104 TRI AR, AR N AR Hh 28, SR 75 ) £
i FRR-ML SRR H R & 88216 mg/kg, BV B SR ks RS % 2897 . 3% , Ui B It 7 7% 2
HERA -

[0049] i{ﬁﬂz:

[0050] L SE Rt 1B id , G AT PR ity , CEAE il P A HA I UK 52 R FlInge R R
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