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1.1 E£ZMEXELRA

Acquity UPLC 8 B30 AH 8 3% (X J XEVO TQ MS — iy
WRAT LA (Waters 23 ] ) 5 [ AH W B 77044 10 e (PSA) (44
FH(NH,) (Cg A AR B (GCB) (RPN RBHE A
FRTE]D) s R SR BSOS (TR YT S IR AR s O
SALEN BEER AN TCK BRI EE L FF BE AN ALUE IR (6 1l R
FABRAF]) ;BT AR R 2545 e 18 B 72 E Dr. Ehrenstorfer
GmbH &, i A - frali sk fa ik 4l , K O 4K,
1.2 BXFEF A

PR BE R H I s TSR GRS E A N B
UL 8 FhE s, ¥b K382 CH A28 MR2E28 RIS E 2k
5 K2, ARG AT H I SR 05 WA, A T 5
SIS R AR B R Al 0T 2 SR A O, X ARG I 3k 1) 3 PR
AR 8 FitiXBE s B,
1.3 ARk el Behl
13,1 FRUEREASW o0 BIFRIBUAS b AR 2 b o i o COHG Af
% 0.01 mg) , HF 50 mL 25, AR 4R BRI R R
BB ZIESNE - IE T (B 1 1) IR IF e 45, i
il Gy 200 g/ mL FYBRIERE K o
1.3.2 RATRHERIR MR 25 e b rme i R U
EHAERBAREE R IR (R D) o IKIEEMRZIRS
RV YRV B LA B VR A 25 YRV R 38, R T — ) B2
ARG T 50 mL R i, e 5. IRATRER
WA 4 CHGIAE, W 6 A .
1.4 H&aREFy &
141 I WMHmARIUG SN ERER S s(BmE
0.01 g), #F 50 mL ¥R} 2.0 W, A 10 mL 21, et

B2 min, i A 1 g &AL, B HE 1 min, 4 000 v/min 5.0
5 min, #-E& R CEAHFKAHSZ

1.4.2 ¥t IR2 mL L2 2R E T34 50 mg Cig .
50 mg NH, F1 10 mg GCB ) 10 mL B0 7, % i€ 1 min,
4 000 1/min Z5.0>5 min, BL 0.5 mL LV, IHA 0.5 mL F
fit — KR (AR FRLL 50 = 50) iR A, 3 0. 22 wm A HLUE R,
LC — MS/MS #:i

1.5 #ml &4

1.5.1 3L @3%F : Acquity BEH RP18 £ (2.1 mm x
100 mm, 1.7 wm) ; LLZHE (A AH) F10. 1% B ERKE W (B A1)
SR BIARHEA T LA B VR 5 456 BE BE AR T -0 ~ 20 min, A #f
(4 HL 5% ZePEAE AL %5 95% ,20 ~ 22 min, A H {14 L il (545
5% ;%E A 0.2 mL/min; PEAEE 10 L AR .30 C,

1.5.2 k4 BBESE IR R F A B A (EST + 1
ESI-) s B M 3.0 kV; B FIRIR A 110 C, B 1< il
Ji£:380 °C, VAR A 550 L/h AL R84 .50 1/h,
Fer 75 2k 22 B W4T i ( MRML) | 260 B8 B ) R 47 4 245 20
Wi anill

2 HBR5H

2.1 AL

AR EE - K 2 - K R EE - 0. 1% H K
FZNE - 0. 1% WK AN, Fe L 5. 17 15 ik B vk
W25 A TR, 25 5 2200 ,0. 1% 114 F B 7K H KRR, 5 )
FHE R 0 B TR, AT B2 = 1 DU 0 1 R
A, LR B B AR . LR - 0. 1% B FRIK A 3h
A, AR 2 43 B AR B AT, SRR B0 AR, o Bz 8 R e o
2.2 FikFMagkie

B2 BB AL 1 g/ mL (1 FASBR AR W, LA 2l 2
S 7 20 B0 bR IE T, AR B mE % (EST) B g B
S AR 25 AT — R, e T T, e E
S EFINAG S R LR R, REHR SR
W T R, BRI R KRR 2 T, Bk T
BT IEAZ L (m/2) KRB KT 100, LR A5 55 EE , 75
PEACAS B T 25 -0 N {5 5 d5e e B 1 Al 8 BB 2, I ) DA 22
WEI (MRM) 45938 7 2CHE AT 4 e BRA% B 43 A kA i 749
BRI 2 AT TR DR RR I
FEFHEE R, AREBRAGERB S IEE FHELT
(ESI+ ) ¥Rer= A B8R [ M + H] + 535+, DECRZTE R
Wi M AT (ESI- ) [M - H] - J74E4 T &, Nk
R 1 R P R T S

Fie BRUOR B B (B HE T , i 22 SO0y W I 4 4 0, iFA T 4 B
SRAE o AR T L R B B () P S 4 R B, AT 4 v
Kol R, G T RS RAY 77 Fhofe 24 AY 45 B i a] | W Bg
TR L R AR B LR 1,
2.3 R RFE

BT HEE. N TR -0. 1% PRk [ V(HE) :
V(0. 1% FfR/K) =80 : 20) | BAFRHARF - H0 F i - 0. 1%
BRI VFEE) : V(0.1% HER/K) =80 : 20) ] 43514 F
80 : 20,70 : 30,60 : 40 54 B 25U WO AR 24 1 i g (B AN
T REIETE R SE 0 . S5, BV I P A PR AL R
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F1 K77 FRABROBRRE REM B EUNEFX EFLEE GEEE . EEE X RNRMESR

Ll i W 751 BALAIE AR ERETA KW R
VT (pg/mL) min) (m/z) (V) (eV) (m/z) (ng/’kg) (ng'ke)
1 Bt 0.4 1.14 121.8/58.8;121.8/62.7 30 1616 121.8/58.8 0.6 2
2 PR ii s 0.5 1.27 167/60;167/108 32 19;19 167/60 0.75 2.5
3 A 0.5 1.27 218.1/104.8;218.1/78.8 20 20,35 218.1/104.8  0.75 2.5
4 TR 0.2 1.27 189.1/101.7;189.1/143.7 25 17;12 189.1/101.7 0.3 1
5 A el 1 2.12 142/93.6;142/124.6 22 13;13 142/93.6 1.5 5
6 FURR 0.4 2.93 214.1/125.1;214.1/183. 1 20 22511 214.1/125.1 0.6 2
7 ZHR 0.4 3.50 192.1/159.8;192.1/131.8 27 18,28 192.1/159.8 0.6 2
8 BE T R 0.4 4.13 202/175;202/130. 8 30 22,30 202/175 0.6 2
9 B 0.4 4.37 224.1/126.8;224.1/97.8 20 16512 224.1/126.8 0.6 2
10 [ERGL: 0.4 4.71 238.2/112;238.2/193 17 12510 238.2/112 0.6 2
11 6 - FHEppmEs 1 5.13 226.2/91;226.2/147.9 37 25;17 226.2/91 1.5 5
12 L QER 0.4 5.56 257/108.8;257/221 22 1610 257/108.8 0.6 2
13 3 -BRETHE 1 6.12 238/180.7;238/162.7 28 10;16 238/180.7 1.5 5
14 R 0.4 6.66 230.1/124.7;230.1/198.7 18 20;10  230.1/198.7 0.6 2
15 I H bk 0.4 6.89 223/125.7;223/55.8 28 20;15 223/125.7 0.6 2
16 =B 0.2 7.01 190/163;190/136 35 22,27 190/163 0.3 1
17 W 0.4 7.81 300.1/174.1;300.1/127. 1 22 14,25 300.1/174. 1 0.6 2
18 TR 0.2 7.81 253.2/170.9;253.2/70.8 22 15;30  253.2/170.9 0.3 1
19 I 0.4 7.84 297.2/158.6;297.2/68.6 30 20;18  297.2/158.6 0.6 2
20 TR 20 8.33 296.2/164;296.2/132 19 5,11 296.2/132 7 100
21 e R 10 8.42 279/219,;279/132 34 10,34 279/219 5 50
22 K R 0.4 8.84 166.2/109;166.2/91 13 11525 166.2/109 0.6 2
23 L T R 0.4 9.41 343.4/150.8;343.4/311 20 20;10  343.4/150.8 0.6 2
24 TR 0.4 9.52 222.1/164.8;222.1/122.7 28 16;16  222.1/164.8 0.6 2
25 R 0.2 10.07 280.1/219.8;280.1/191.8 20 13;17  280.1,219.8 0.3 1
26 TR s Ttk e 10 10.15 431.9/325.1;431.9/182.1 28 14;22  431.9/182.1 7.5 50
27 HEE IS0 80 10. 46 241/87.5;241/119.5 18 9;15 241/87.5 7 50
28 | = ng 80 10.48 298/56.7;298/155.7 46 28,34 298/56.7 8.5 100
29 B 1 10.97 241.1/198.9;241.1/106. 8 13 1125 241.1/198.9 1.5 5
30 T ] 0.4 11.40 240.1/124.8;240.1/88.8 23 18;40  240.1/124.8 0.6 2
31 i 0.4 11.66 296.2/69.9;296.2/98.8 13 10515 296.2/69.9 0.6 2
32 S T LD Bk 0.2 11.72 388.1/300.6;388. 1/164.7 35 20;30  388.1/164.7 0.3 1
33 B 0.4 11.87 294.1/70.1;294.1/125.1 36 20,38 294.1/70. 1 0.6 2
34 TR et A 1 12.01 291.1/120.8;291.1/230.8 15 30;13 291.1/230.8 1.5 5
35 M 0.2 12.35 303.1/84.8;303.1/144.8 13 20,10 303.1/84.8 0.3 1
36 = I 0.2 12.83 294.1/69;294.1/197 25 20515 294.1/69 0.5 1
37 W B B 0.4 12.83 318/159.7;318/76.7 22 22;46 318/159.7 0.6 2
38 SR A 0.4 12.93 292.3/69.7;292.3/124.7 28 20,25 292.3/69.7 0.6 2
39 Ik I i 9 0.2 12.99 341/189;341/92 40 22,34 341/189 0.3 1
40 [ 0.2 13.06 272/129;272/171 24 1618 272/129 0.3 1
41 AL 0.2 13.09 346/277.6;346/59.7 16 10;10 346/277.6 0.3 1
42 TR 0.4 13.13 308/69.8;308/124.7 34 2240 308/69. 8 0.6 2
43 SEREIE 0.2 13.23 289/90.7;289/204.7 12 20,10 289/90.7 0.3 1
44 T 0.2 13.23 316/246.7;316/164.7 30 18;28 316/164.7 0.3 1
45 LR HiE 0.2 13.6 331/126.7;331/98.7 14 12;24 331/98.7 0.3 1
46 37 0.2 13.78 314.1/161.9;314.1/118.9 25 18,35 314.1/161.9 0.3 1
47 FH 4 S e 0.4 13.83 369.1/149.1;369. 1/313.2 28 18,8 369.1/149. 1 0.6 2
48 T 0.5 14.07 311.3/283;311.3/173 23 13,30 311.3/283 0.2 2.5
49 KR 0.2 14.17 326.1/148;326.1/91 20 20,34 326.1/148 0.3 1
50 FH g ol 0.2 14.42 306.1/163.8;306.1/107.8 30 22;32  306.1/163.8 0.3 1
51 o s 0.4 14.42 412/346 ;412/366 32 23,15 412/346 0.6 2

52 ERE MR 4 14.54 325/107.5;325/261 20 20;10 325/107.5 6 20
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g1
1 AU T T e BALAIE AR ERETA KW R

VT (/L) (min) (m/z) (V) (eV) m/z) (ng/kg) (ng'ke)
53 N EIN 0.2 14.59 406/250.8;406/110.8 40 25,60 406/250. 8 0.3 1
54 W B 0.4 14.59 299.1/162.8;299. 1/243 22 22;17  299.1/162.8 0.6 2
55 S 80 14.8 437/368 ;437/290 26 18;28 437/368 8.5 100
56 FEER 0.4 14.96 321.1/162.9;321/247 15 11;10  321.1/162.9 0.6 2
57 FH 2 S M il 0.8 15.09 332.4/273,;332.4/231 8 514 332.4/231 1.2 4
58 b o i 0.4 15.36 247.1/109;247.1/137 18 20,10 247.1/109 0.6 2
59 N e ik T 0.2 15.4 388.1/163;388.1/193.7 25 25,12 388.1/163 0.3 1
60 G s 0.4 15.56 312.4/252.2;312.4/176 18 15;28 312.4/252.2 0.6 2
61 LiER20 8 15.56 261/74.7;261/96.7 11 12;32 261/74.7 6.0 40
62 7 at i 10 15.71 321.8/124.7;321.8/289.6 28 20;16  321.8/124.7 5.0 50
63 7L i 1 0.4 15.71 303.1/137.8;303/101.8 17 15;30  303.1/137.8 0.6 2
64 R TR 1 15.71 368.2/322;368.2/182 18 10515 368.2/182 1.5 5
65 TR 0.4 15.75 372.9/302.6;372.9/127.9 30 20;40  372.9/302.6 0.6 2
66  RFEEMR R R 0.4 16.09 362.3/288;362.3/120.8 28 1725 362.3/288 0.6 2
67 MER R 0.2 16.09 373/299.1;373/91. 1 34 18;32 373/299. 1 0.3 1
68 FhivE R R 1 16.2 373.3 /299.1;373.3/90.8 30 19;26  373.3/299.1 1.5 5
69 IR AR BE 0.4 16.33 328/178;328/282 28 2210 328/178 0.6 2
70 KEMEGHOAREER 0.2 16. 87 384.1/282.1;384.1/328. 1 32 22;16  384.1/282.1 0.3 1
71 o 4k T 3% 4 17.12 895.5/327;895.5/751 70 50;45 895.5/751 6.0 20
72 ZHER 0.4 17.22 282.2/212;282.2/194 15 10;17 282.2/212 0.6 2
73 oI 2 17.22 349.9/96.7;349.9/197.7 30 32,20 349.9/96.7 3.0 10
74 Tk 55 T 0.4 19.43 394.3/177;394.3/106.9 20 15,43 394.3/177 0.6 2
75 THE R 0.4 19.54 381.5/118;381.5/160 20 22:16 381.5/118 0.6 2
76 R 4 7.54 ESI - 288.4/244.2;288.4/201.1 20 14;22  288.4/244.2 6.0 20
77 SR e 2 Tk 4 14.17 ESI - 437/195 ;437/286 50 40,23 437/195 6.0 20

DR B I TR e (R R 5 ) A 24 €0 338 0t BRI BR R, Tl R 79
R A HLRE EC B AR, 9 i S8R SUAS K I, R B ) 1
(ARRR Rt ) AR 2 B (L 2 PR o 28 R BRI UE U, 7 2
WA HUERILLBILL 70% ~T75% e, A AR T P B3 &
AT L E A RCR IO 2200, I L% 1K AR L 0. 1% H

FRIK A H. o
2.4 HZE LKA
2.4.1 HEBUAFIRER: AU T 20E N 2% B R

G BIARBOIUR , 25 R W], Z 05 A 32 USRS 4T, A 25 1 [
WA g R, T H AR IO 2% B D ISR B 2 i 2, A
FITF 5 SER AL s SR A 2% BETR £ G HR BT, B A b e 25
PR [ AT SR A g, (E A0 Tl v A 28 A R MV T R R (BRI
A, R T B Pl AS ) R ol 114 4 24 T S 3R 2 g o e B
R, BB G AR

2.4.2 [EAWRBFIR R AR AREIT LA T AR 2R
& FHAEECH F Y PSA \GCB,C s NH, 35 % B + (Florisil )
S LR R B R0 (R v AL S5O o FE AT HADF 5 B 2k iy |, 31 T 3
gt 722 (1) GCB + PSA + C, 4044k, (2) GCB + NH, +
C 18154k, (3) GCB + Florisil + C 4 &4k, JH GCB %
R4, i PSA sk NH, o§ Florisil ZBR#f 245, Fl Cyq
FBRARME 24 i, 45 H R W, Florisil ¥4 fL 4% A U PSA Al
NH, LR 47, PSA F1 NH, 95 fk sk 5 308 & X 3, (5
T PSA (i 6 5 R 3 L B A3 171 1 AR 24 [l SR R AIK
FH I, AP GCB + NH, + C o 245 Ak, RS 206 20

HAAOR
2.4.3  [EAHWMHEMEE  APSE R TTE2 mL AR
WA 5.10,15,20,30 mg GCB, 43540 A 30,50 ,100 mg
NH, Fl Cygo Z5HRM 2 mL G GCB &L 10 mg 2%
A fl, BRARCEBR AR, RS R , D DTS 75 G
2 H/NT 10 mg B AR B LBR AR B SRR T
10 mg B, e 240 2 PR e W BEE i ol e S 1K 2 L A6
W& NH, 1 Cog B9 DL 50 mg BURFefd . 7E AT Y 2
fith I, e 28 T2 B 0 A 5 T Ah B 92 40 R - FRAE 5,00 g, i
10 mL ZJiff, W HEHE B 2 min, Ji 1 g G046 HH, € 1 min,
4 000 r/min #§.0> 5 min, ZIFFFKFAZ)Z, 2 mL L2 2
BRI T 254 50 mg NH, .50 mg C,; .10 mg GCB Y 10 mL &
O IRFE 1 min, # &, BLEIE 0.5 mL, il 0.5 mL FIEE - 7K
(PR 50 2 50) iR AT, i 0. 22 pm A HLIEE, LC - MS/MS
ME .
2.5 ikt REVE

PL3 A5 R (S/N =3) i3 R (LOD) , L S/N =10
HRERR(LOQ) o AFXTEAE ML, Frh B A [/ e B 1
IR HRUEVE L, TR BT HAR (B ik 0. 1 pg/kg) it
2| A 24 2 3 TR 55 R R e o g T 28, R A A AN T R Y
FEBE , 1 22 5 A< 25 21 43 (19 LOD {8, 4k 1 9 2 45 Fh Ak 25 1)
LOQ fH, BIRZE R ISR 1, MG EF, 77 PR 257691 T
S LOD {EA LOQ {HA 2 5, L0OD {4 0.3 ~ 1.5 pg/ke
ZIA,LOQ fH7E 1 ~5 pg/kg Z [,
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2.6 &KEEELSAEEL

2 MBS 77 Rk 258 EAEMAY 0. 5 LOQ 1 LOQ .2 LOQ,
5 LOQ .10 LOQ F120 LOQ 1 R AR E ARG, AE 15 & 1
RN BT B A5 T AT R, NS SR AT LU 77 Bk 25 7E 5L
SRR 0.02 ~0.5 png/mL TE B NLME R R BRI, MR
B(r)7E0.990 ~0.999 A,
2.7 FEMERESHEE

R E N R 2K 25 5% B IR i K F 0. 01 mg/kg,
TESL G H IS IR A AR R AT TSRS, SEAT50 8 5 Ik, 31
BRI 22 . S5 SR R 78 3 MK T, 77
Bl 25 -4 [ 3R AE 77. 4% ~ 100. 7% 22 [ia] , #0 %6F s o U
FZ(RSD)TE6.7% ~12.4% 2 [8) , 554 K J5 v 36 0E A ZEoR
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