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(L HRARN B BRI AR5 BT/ ) 448 BEARAE S A B GE 5 A R B S S2 56 %, ) 4R M 5106405 2. T RAE R B A BEA ™= i

AFERI L TR 51064053, TR AR A BEAROM A P FERIBEFE P, ) AR M 5106405 4. Ut R AR k27 Bt , Jb ot 100871)

S PV (30 — eI IR I U 3 BT 7 ) o e 2 5 A ARSI 2 00 B R , 1500 0 Y 2 —
I % AR S P BATREIRAS R 5701, 28 B AR A BRE ¥ L0 P LG — MS/MS AT 40T , S5 26 5 B 52 44 L i I
S BRI T R R AT 3K 0.6 /g LR ISR S 80. 19 ~91.29% RSD JH93.7% ~6.7% A4 TRIE

ity A 25k B A DA AR TR 20K

KRR PO ERE — HPIRTOETE s 515K TR S R 5

RESES: TQ450.2763  XERARER: A

i PR A5 A 500 2 224 i 8 P o e R — R ),
FT BB i Zp s B e R AR e o, AE ARk A= 7
REET R EZER BN AR RS RAREAES
PRI 22 i i 2 i Y bR R S A
LU IZIEBREN AT 74 00 BRI b vf , 6 45 [ K 3
T AH D rr 25 Tl B IDR 2 5 0 70 14 5% P B St o R B A
TPkt BRI R 3 - BRIk | B S
W B A3 58 O X B T RS R B R A T o pl T B T R
FEBRFLFN A PO E PRI M, — RIS BRI S 6
e, PRk B AT B R T IZ W77 HPLC 15 {HIXIATE
T s B BRI, R AR g SRR
Tk — BRI VL (LG - MS/MS) X BEIR IS BR B 247 5047,
Al AT 4R, 9 B LC - MS/MS 3 B R = ik
PRPETR A 25 R — AR T PR IR S m o FEAS T T i
¢ T ST U RS 5 Fh S T AR XS Bk R0 5% B 20 AT AR il I
AT IR — DI 3 B R 4 1 , 45 SRR W, A T 4R
fRIAE R & AL RIOR AT, W] 1 430 B 91 W 45 5 S v Y
T FUR 2HS o 2501 56 P
1 MRS
1.1 B 5A

R 120076410 SRBORAH (LS — = 5 PUSFF BRI 1%
L(ZEHE) ; Z4ER ZORBAX Eclipse Plus C g f8,3% 44 (3.0 mm
x 100 mm, 1.8 — Micron) ; Waters [ A 25 Bt ( Oasis ® HLB:
200mg,6mL) 3 BIFEAL s SIHAL ;s P i s AR VRN SE

& (HPLC, f5 & Merck 2\ #] ) 5 F i ( HPLC , % [E Merck
2a]) R (HPLC, 25 1. T. Baker A H)) 3 BERR (AL 4L .
ACRRHE : R I | Wy B A | W 4 o e oA R i
(HEEY >98% ) .

5k F J91:2014 - 06 - 23

FBUH T RAE R (45 :2012B060600004 )

YEF TR XIEEAR(1980—) , 35 WA, B, B AR 5Y 51, A
Fel 22 7 AR CWE ST . E - mail :1924597780@ q. com,,

1| 5% B4
NERS 1002 - 1302(2015)07 —0325 - 02

PRRRER G vh W (pH {H 7. 8) - FRIL 41.70 g BEFR A — 4
(K,HPO, - 3H,0) F12.30 g @R — A # (KH, PO, ) 7K % fig
%1000 mL,

PR ER 22 th B (pH fEL 2. 0 ~ 3. 0) « LA _F R BERR £h 2% vh
VW (pH A 7. 8) R, IR Y pH % 2.0 ~3.0,

PRI - K BERRER G2 vh M (pH (B 7. 8) 5 R AR BLY
B 50% IRE B,

1.2 &35 frid At

{4154 . ZORBAX Eclipse Plus C £ ( Z4E£,3. 0 mm x
100 mm, 1.8 — Micron) ;JiizhAH: A #H(0. 1% H & +4 mmol £,
BR%) B AH(HIEE) s IR 30 C ka5 ul.

BEEEVE LR . 0 min (80% A) —0.5 min (80% A) —
4.0 min(10% A) —9. 0 min (10% A) —9. 1 min (80% A) —>
11.0 min (80% A), J5is 47 B [A]: 1 min, i gh AH 3 2.
0.3 ml/min,

JRISAE SR 2 B U, 2 OB M 4 (MRM)
EB TR, BT IRSE TR 10 L/min, TR EE
320 C, %5k E 11 275.8 kPa, BEAIE R 4 000 V), JFijE
RESHILE 1,

R1 5 MBREFRRIERESH

Bt 4 B HET  TET ®BHEE §EEEE @‘Hﬁﬁhi]u
(m/z)  (m/2) (V) (eV)  FHIE(V)
S 358 141 110 15 3
167 110 15 3
WEWMEE 388 141 120 10 3
167 120 10 3
EmERRE 411 149 120 20 3
182 120 15 3
R 415 182 100 15 3
369 100 10 3
B 415 186 120 10 3
213 120 10 3

1.3 Hmam
131 FEMHIE T 000 g fRMIBESeke i (BLR) , AT A
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BRAt S S, AT G A
1.3.2 2 IR 20.0 g il F 200 mL HLEELETE R+,
A 80 mL #EHUK , N5 )5 ¥R % 30 min (150 r/min) , # 75 $i HL
10 min, A7 [ =H il 8, R U8 2 100 mL 25 s, FEE IR
TIEVE BRI EAE 100 mL,iRAT, A 20 mL 13RS e
40 CKE B 2 10 mL 2247, 71 10mL BERREL 22 i
(pH f82.0 ~3.0) ,JF BRI pH {H% 2.0 ~3.0, F5 k"
1.3.3 ¥k KA 5 mL HEE.S5 mL /K .5 mL 3RS
TE AL EIFH AL M ( Oasis HLB:200 mg,6 mL) ¥ EiRfRFS LR
W DAE, 3T PR 6 mL ZASTRIE, 8 2 21 45 40 °C
RRELET, BB 2. 00 mL ARFRSM 4R 50% 1) F BE7K I W e
FEVS AR, 0.2 wm B, B AGERE R AR
L4 AR & 54 &l 2

A 3% TR ) I R A B TR A A vV TR,
17 LC — MS/MS 43#r , LA ST 1S e o {BL ( 7 62 5 - 09 7 ) X Rif
W BE SR BHIVE A BR R0 AR i 2k 5 S A0 S0 B S AR BV L

AR TP AT 55T, 2 B i 2 A
SERES A5 B SRV
2 HREHH

2.1 FERo ket

TERR TR IR 700 58 B8 43 b7 vh i F 3R BB R 2%
FE B ER L % v A T R R TR 28 ol — 2B FIBE BR Eh 2% v
W - SR TR R 25 Bk 5 500 Sy 55 R 1, % pH (B8
T, R Z BB IR IS bR 5 (Y BR BE R 40 pKa {H7E 3.0 ~5.8 (1)
JEEIP, MR BRI pH (H— LUK T pKa A 2 AN E
CIORE A ) 8 T JO A% ok B0 DA S8 R 4 B o) o AR iR R
FOEE T WA R 2% 1A TR R IR $h 22 vh R — LG B IR £h 9% v
T - W REVE AR BUA TR0, 45 3R], DA BRER S vP ik -
RS SUE BER L 57 vl — B B SR IO A, L IR (87 %
LA ) by, HARSE , T AR BR Eh 5% vh i W AE S 4R B0 B Tl
RARATERE ; AN, AR IR & B LI BERR SR 2% vh Il — 2B 1E
PR,V R 2R SN 22, R 5 S fb 5 40, TR ik e
L IS RREh 2 v (pH (E 7. 8) — A A A $R B
2.2 MBS

AR TR R R BT 348 (0. 1% HEE - F iRk
0. 1% N - WK HEE - 0. 1% H R +4 mmol Z
B4 20 - 0. 1% H R +4 mmol ZEa%E) . 59, KA
P DL SIS B B 7] 1Y) 25 T ARk P AR R s i, 4R A 1
IRET 2 FPPL AR R, 5 A0 AR B A0 0 S5 v R 2
FARTRHAVG 2 it shbe i i m B (2946 1 M EE ) , B
B2 BAh, R - 0. 1% HiE +4 mmol £ REAK &
B, AR (RS R, (HIGTE 22, (6335 43 B AR AN FL AR,
W, AP - 0. 1% HIR +4 mmol ZTREAE sl AH,
[t X R B U B AT T AL , &R B BB R0 I T
FPR T B AT (AR B 2 F 4 mmol B JF R BETE 47 M & 45
PO I T B, ok v AR 6 2 3 2 e R 2 I RS P = A B T
VER , R M dpe 2 e B 2, BR B X9 96 B >4 4 mmol

J T AR R TSR, AR T 2O b 7 =X it 8l
AHLA B BE PR e 45 45 PR I, X 45 TS S 5t kb A5 T 1Ak
(D), B N5 FEEBEIRE R SR A AR b R B i

8 (x10%
OSCOoOooOoooOoOo~
C—hwphbaaxoo

......................

9 10 11

(=]
—_
N
w
=N
W

SRAR ] (min)
1—MEMIE 7.734 min; 22—V 7.973 min; 3— TS
W 8.447 min; 4—S(WHEE 8.683 min; S—ALMHEE 8.949 min

E1 SHMBBEREREFRAREREETR

2.3 AMXAZLAHR

TE LSRRI A AF T, B — 2 50 B2 1) Bk 5 o
WA TR A HEA T 70 AT, LA IR 5 2 2 1 i i iy 7 {0 A HL e
JEAE 2R, 75 2045 B B 0] B e [ml ) D7 2, &% BR BRI 7E 1 ~
100 pg/LJERHNENE SR REF . SRR A BBE IR S BR &
B ), HLA% R A RO X VT R, T 2 B Ak 2 T
UCSE o 5 PR IBE RS BR 0] A9 2 1 [l UE1 5 e R OG 3R 48 A
AR G R LA 2, DL 3 AR5 I LU e K B, L) 4 £k
HFRA R R

®2 LC-MS/MS EMZE S EREFKEIRGE.
18X R ER A H R FIEE R

gy A
BRARC () Cuerr)
0.999 9 0.09 0.36
0.999 8 0.11 0. 44
0.999 7 0.08 0.32
0.999 7 0.08 0.32
0.999 8 0.14 0.56

R Bl 75 %

SR
WE I} IV
NI RE

y =290. 7x +120. 6
y=205. 6x +142.5
y=576. 1x +204.7
MEmsRE v =361. 1x +181.2
SUERERE y=136.8x +103.7
2.4 FmmBRBELERARE iz E T EMELERY
183
] 2 4125 UL AR S TP AR SRR A PR s i, (155
1A S BRREFIH N 5.0 we/kg, 55 2 2H T & BRI Mk
JE4120.0 pe/kgo $5BE AR 4r M i AR A R B S E00
5 FPBRER A & T BIBOR (o =5) , H FRRE B Y
80.1% ~91.2% ,RSD }3.7% ~6.7% , Y555 E¥ E M
FIR X 2 AULEAE LRI A R GB/T 23817—2009¢ K &2
R R R 2 B B R 5% B (R ) AT T I RE (n =5) , T E
R LR A PR R B, 2 B0 O 1 i I E 4 R 3 AR A Y
R3 SMHBREFHERZRMBZERBLER

BRER mbr i MEE [l RSD GB/T 23817—2009
#F (pgkg)  (pg'kg) (%) (%) DMEHE(pgks)

ShEME 5.0 4.23+0.11  84.6 4.2 4.32x0.19
20.0 16.02+0.24 80.1 3.7 16.19£0.14
WEWME[E 5.0  4.48+0.19 89.6 4.7  4.42x0.24
20.0 17.11+0.22 85.6 4.3 17.30+0.22
ISR 5.0 4.17£0.29 83.4 5.9 4.27 +0.21
20.0 16.22+0.21 8.1 6.7 18.69£0.19
MEWEEEE 5.0 0 4.41+0.27  88.2 5.6  4.49+0.13
20.0 18.23+0.19 91.2 4.3  18.99 +0.12
S 5.0 4.22+0.26 84.4 5.4  4.30+0.17
20.0 16.80+0.14 84.0 3.9 17.11£0.26
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AN TR ZE Bk 0o AR BT 58 1T R A B o AT 1Y A

E A, #HER,

K, BASAL, IR

TR R Be/NEE s JTRE 6T £ 453003)

@ R 50/30 pm DVB/CAR/PDMS 65 pm PDMS/DVB .75 wm CAR/PDMS il 100 pm PDMS 4 Ffi A [i] 34 /2 £F
AR ALK AU AR SS(AKSS)ﬁﬁﬁ&mEXZ% 0 [ AR A I (HS - SPME) 555 T (GC - MS) #1454, Xt

AKSS8 A P A AT AT W A S AT M

GERRW 4 FPACIRCK LA I i 48 R R PEAL S 9, R 50730 um

DVB/CAR/PDMS #1 65 wm PDMS/DVB ZEH k454 HS — SPME, A] DA 42 T H 3R B AKSS Tk B35 M40 o
KRR Ak 3 AKSS TR 5 75 L0 5 T4 [ AR B B AUBe

RESES. S512.101  XEMHRERS: A

/J\% IR R AT, R E EER A

o /NZTHHY T2 N T IR 2% 0 Sk TR AL AR A N I
WRAMIEENEY . DNEERA AR &, JLAT
Fr G R Y BB AT /N IR IR

B AU — LR, R R A B E S LS,
SRR — AR B SRS ES AT
FIPEAN 1 — AP RO« 1 S0 S8 e i A b il 3 1) 7 ok
Iy, SR IG 15 B BRI BEAT RE 1R E R, B e R AN T
T 4 R VAL Ay A R TR . s M A
(HS — SPME) Je&— Pt fly BT AL BIUBT AR , SR RAE A W4 |
HERE T — A, AR IR UK ) B AR RS B B2 AR, RE RIS 5 A
UM = B (GC - MS) R R - B OB, A T3
A3l 2 AR, # 5 GC - MS IR IR 734 Al 3 KUk

kR H 9 :2014 —07 =30

BEWH B RKRES T (45 :2011BAD07BO02 ) 5 44 # AR}
L (45 :11110011010)

FEF B F SR (1986—) , 353 TR £ A, i1, 328 /N3 sk
EHFIFFE . E - mail ;yanwenlil990@ 163. com,,

TAAGVE WP (1958—) U=, Wl 1 2L 0, FENF/NE B &
FpiF5E, Tel:(0373)3040964 ; E — mail ; rzgh58 @ sohu. com,,

s

(GB/T 23817—2009 J7 15 1) IS % ey, (H 25 AN B 2

218 GB/T 23817—2009 Il (1) [E] i % g 81.0% ~95.0%

3 NG

AT ik J7 8 GB/T 23817—2009 K 5 H it I ik
ZE R0 B B Sk 1) N0 ) SR VA 9 R A R, A R b 7R b
TR R RT AL B AR 45 5T A AT B TR) I AT I S e D
A, BWEASEABA G 2 B &R TAEMZE K., EH%
R 75 ¥k , LG i 18T 8 S A T B AL B AR AR FR S, B FH
AR — ERERETREIEAT T, BEXT UL H 4R BR B £ ek Bk ik
BRI T A A, vk P R, B AR A
TR FIER B, 7 i S BRI F GB 2763—2005¢ £ 4
A 2T R RBR B R ) T i Ak B IR E L 3 T UL R 4F
B % HP R IE IR S B 50 1) s e S e AT o

N EHS 1002 - 1302(2015)07 - 0327 - 04

RS AR R RS R FE RS E AR
N RS A D . FESEZEH 50730 um
RCIHHIE R CH G R TP HEAE A SE (DVB/CAR/PDMS)
B AR B IEHL IR 3 FAS [R5 /NS SR 4 T R
AT T 3K E 24 A 50 pm DVB/CAR/PDMS & 4
FEWCK WRTE T /N2 THTASS A 00 o 3 2 ek B2 A8 AR 5 3K
FAHIGC - MSiE AT AL S8 /NE ¥ b T e Mo
AHIF 5% A A T 25 [ AR B0 A S A BRI A 4
BT, A8 AKSS T B B AR 43, it 3R 50/30 jum
DVB/CAR/PDMS 65 pum % — W BEfE A e 58 — 2 H 2
(PDMS/DVB) ., 75 pm R & & 5 % — W 4 it & 5
(CAR/PDMS) 3 R[] A HE Bk & 100 um 38 = I35 47
Ji (PDMS) #E Bk FE R B A Wy 9 Rl 26 B e AR G -
BRI, B 7EFRENE G 2EBUNE R M ZEBC , Rt —25 50 #
INE AR AR S %,

1 #MBl5H%E
1.1 R34

/NZE EAIEYT 58 (AKSS) Ty, o 0] 14 B4 2 B /N 2 v
D,

T

oG

S

(L] B8, BUNAL, B ZE 5. 3 T B3 R AR FE T — 30 HE o338 s
1T 4 PR I DR S BR R R W p i [T ] A R 24 3,
2009,28 (12) ;1401 — 1404.

[2]3kflE. BEBEIRISER B A A LRI i S Ak AT, &
2},2010,49(4) 1235 —240.

(3] BWeRy, 2T, ToRtn, 5. TIEIRIS B 00 45 5 A0 I R B
BEFTERET]. Srbrimlis a4 ,2009,28(7) :875 - 880.

(418 RI, BlAf Rk B 5eE L, 45, [ AR 25 B0/ 18 30TBORE €23 7 0 5 Mt
FOKPRREEIRE R ZG R BFSE [T, 3 BBl 4441,2008,24 (3):
287 -290.

[5INY/T 2067—2011 -4+ 13 Pl ik R 25 55k 55 700 5% B o 1 00
WA S SRR LS ] dbat R R AL, 2011



