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AR SCAF S e BN < T VA A T A B A S BRI 5T e B L T A A AT R 2w RS M AR I 275 B 4
A PR 7] AT T B A M B A M e L B 1) T SR AT PR R W VL e 9 BN AT BR 2 | LR S b
(ORI A AT R 2 =) T AR5 5 25 A BRS B BT G5 bk i A BR 2w L 25 4 b A i AL BF 52 e L
TLER TR T 2R 0 5 0 Sl 8 9 A BR80T 2 A A 0 O e o 6 A 3 R 2 WF 9 B 7 R T A
PERHAFFEE T TLAL 24 BT Bk A A PR Pl B9 5 Tl 7= b A v s
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$HRm RHEWREREFHNE

EH EAAXHHARNEEMLIEETFENLRERN. AXGFAREHAAEATERNREBE.
ERAEARERNELHHNREMBRERE HRIEFEERAEXEAAENES.

1 SeE

ARSCAFRLSE T L5 8N 7 T JE A <6 T S BT TR R A e AROBORH €3 RO €03 - I SRS I RE O vk
ASCPFE TG 0.

2 MEMESIAXH

B SO R A PN A S S R R T AR AR S AN T A B 2. Heh L T H R 51 S
8 AL H BRI A RRCAS 3 T AR SO 5 AN H A 51 ST e ds i RROAS CRL 65 BT A7 19 18 20 ) 1 1
AN

GB/T 6682 70 #5256 % FH K LA AN Jr 3%

3 RIBMEX
AR SO BA 5 B E MR TR FE 3L
4 R

FE b 25 F B P AL UG FH 3 50ORR 8 3 A8 — A A B 9 4G I 2% CHPLC-DAD) u 5 AH 6, 135 53 B¢ i
AL (LC-MS/MS) #4750 M7 - MR i E &

5 K F F0HF

AR o A B B PR 34 28 gk 2 835 FHOK 45 & GB/T 6682 HLE 1 — 2K .
5.1 HEE,
5.2 JBIH4AWHEE(MP) :CAS 5 99-76-3(4li iF=80%)
5.3 JEIH4 4EE(EP) :CAS 2 120-47-8(4li i =97.5%)
5.4 JRIHA NG (PP):CAS 5 94-13-3(4fiiF=>99%),
5.5 JEIA4 S NEE(IPP) . CAS 2 4191-73-5(4li fE=99 %),
5.6 JEIH4A THEE(BP):CAS % 94-26-8(4fiEE=99%),
5.7 JBIH4A S THES(IBP) :CAS 2 4247-02-3(4li i =99 %),
5.8 JEIA4 BTG (HP) :CAS 5 1085-12-7 (4l iE =99%)
5.9 ARUEN AW 5.2 ~ 5.8 th RS BYBREY 5T, 43 i ] H B (5. D BECHIR EE iy 1 000 mg/L (1% 52l
53 JE A 4 BR S AL B W AR A 25 VA R
L ARIEIC B IRWTE 0°C ~ 4 C R BEORIRAE AN 6 T
5.10  FRifE TAREW B 7 FhEIA BRI A Wit 25 1 W 25 B IS = T[] — 2 0 b 1) P s o ok
1
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50 mg/ L A T AR W, PR TR T 2 F P 2 (5. 1) THC ) 1T 14 ¥ J3E Ay b o T AR 9
S ARUETARRAE 0 C ~ 4 C T ROLIRAT AR N 3 M,

6 UF|iIRE

6.1 R AR (HPLO) - it A M 45 4 51 4G 2% (DAD)

6.2 M fE - R B T A (LC-MS/MS) . it 45 HL 85 55 B T (ESD ,
6.3 AI R RO M FE(40+5) kHz,

6.4 TR A EMEN 0.1 mg 5 0.01 g,

6.5 IWAEIRSIA.

6.6 iy R DU £ 4 8 e w6 $E U - 50 mL,

6.7 —WKHEEHFH.

6.8 A AHUAHE X ad gk . FL4R 0.22 pm,

7 RESE

7.1 RAEHE
EHL S g~10 ¢ HACEMAIRAE. B E 5 mm X5 mm KL T .IRA .,
7.2 FE

MIBEHEPFRIY 1g i O = 0.01 @), BT 50 mL 7 5 VUG £ i 12 e 75 $2 B (6.6) H , MR
A 15 mL HEEGS. D LB HE 7. &5 T (705 CHBAEIF P HERGB0E2) min, ®HIEEHRG. &
FL7EH 0.22 pm A HAHE X3 78k (6.8 1 38 5 . fit HPLC(6.1) 3 LC-MS/MS(6.2) #4743 #7 .

7.3 HPLC ©4# A%
7.3.1 HPLC 9 &4

F T Il 45 L 5 9T ol ) SRS R S A O s TR LG AN RT BB 45 HR RS 43 A 1 5 ik 280 R FH R A S 802
B X DR A 38 Y o R RSO 3 AR

a) iR Cg.5 pm,4.6 mm (i.d.) X 25 cm BiAHYSE

b) Ji#:1 mL/min;

o KA ZHE FEFII AF (DAD)

& AP 258 nm;

e) HER:40 Ty

D HEREAERL10 pL;

g) A ALK

TishAH B F
h)  BREEVEBRE Y W 1.
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R 1 HPLC WM EXRRIERF R

il A A WA B
min % %

0 40 60

6 45 55

8 60 40

10 40 60

12 20 80

18 0 100
19.1 40 60

732 EUHEESH

TR0 O S A HEAT R v o R AR )38 25 AR o 20 0 BB V8 R (7. 2) FVBR HE TAR ¥ W (5.10) 10 L
ZARERE C SEIEREAR T T ARV W PR R AR R O ME 4% 7.3.1 5 R0 . Jl 5T e B HEIA I S
o VA T TR0 A A B I 1) D55 RO 181 (210 nm ~ 400 nm) #EATE PEZMT . AR i) IR (0 3% e i B
ONARAR A T AR 8 0 e B2 D i AR A o 22 i s o A 1 2R, MR 72 o0 T

TE_ER I A 0F TR 7 02 A B R 2E BT R AR A4 s OO @35 B S AL 18 (210 nm ~ 400 nm)
Z LI AL

7.4 LC-MS/MS & #i 7%

7.4.1

K18 Bk &

H T 002 2R 55 BT 0 A 3088 0 26 0 OC , DR AS T B &4t AL 20 B 9 355 2 80 R T TR 8 S 4
BEE I X 0 3 5 2 Y

a)
b)
o)
d
e)

D

@R Cry . 1.7 pm. 2.1 X 50 mm. si A Y 2
FiH 0.3 mL/min;

FEJR .40 °C

PEREARFL .S nl;

TRENAR A

WBh A Bk

Tofs BE VR AR Y - L3R 2.

& 2 LC-MS/MS Hr)# EERRERF R

IR 1) WA A WA B
min % %

0 40 60

1 60 40

2 40 60

4 80 20
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xr 2 (8D
i 1) Wt A WA B
min % %
6 90 10
6.1 40 60

R

7.4.2 PBUksH

P T I 25 S 5 97 8 R ) S R A G o TR DR AR T BB 45 R AR 4 A 1 35 3 S 880 R FH R A S 800
PEUE IR DR A IS Y . PR A E

a)  EFURHmIE TR

by A Oy 3L B 2 RO M (MRMD 2 5X

o) BAEHIE.3.0 kVRET);

d BEFHEEE110 °C;

e) R AR 380 Ty

D B FIAR N, SO W 600 L/hs

g)  HEFLIRMA (N, S) i .50 L/h;

h) i< (Ar )W # :0.16 mL/min;

D HA BT A W 3.

®3 THERBESHEERBENRIESHR

BT FET BF B4 it ] HEFL AL E ilf f3 e B
b4 W 44 B
m/z m/z S Y eV
91.9° 0.1 30 20
Je A 4 W e e ¥ 151.1
136.0 0.1 30 15
91.9° 0.1 30 15
Je I 4 2 g NS 165.1
136.0 0.1 30 20
91.9° 0.1 35 25
JE I 4 5 TN R Ui 179.2
137.0 0.1 35 20
91.9° 0.1 35 20
JE 1A 4 TN g it 179.2
137.0 0.1 35 20
91.9° 0.1 35 20
JeH 4 5 T iR U 193.2
136.0 0.1 35 25
91.9° 0.1 35 25
Jein 4 T e e F 193.2
136.0 0.1 35 20
91.9° 0.1 45 25
Je i1 4 BElg ¥ 235.3
136.0 0.1 45 20
ERET
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7.43 TEMEESW

I8 B AR BEAT R o AT R 25 T o R i rP 15 00 55 T el G 000 ) s v 0 R A A TR Y R
B[R] CFR VR 22 0 4= 0.25 min RUPAD » HLUE PR 5 1 B R X = J38 5 e 38 438 30 1) TR 45 s 1 8 80 11 o 3oF i
8 B AR R S B R AT O A D 22 AN A 3 4 S Y 9 L U0 TS S A R R A TR N R 1
my .

x4 EUEBIRBENBEFFENERKATRE

X BT EE _
=50 >20~50 >10~20 <10
%
B K ALV 2
* y " +20 425 +30 +50
0

MR A T B I 5 417 100 3 ROV R A ST P B o VR A YRR A T 00 A o R AR YR ) ) e {1 R
HE AR ARG 00 f S L T AR RS I E L AR TR E

P bR @3 S E T L7 FhE A 4 BR 2P0 AR EY) A LC-MS/MS 58 F i 603 B K 22 [0 W il
(MRM) 4,45 € Z: UL 53¢ B,

7.5 =HRRE

TEATRFE RO T 3938 7.1 ~ 7.4 3L BT AT IR

8 HZERITEMERSZ

F IR SO T3 U v B A JE TR 8 T A9 35 1 20 0l DL BE AR R T0 B i & i BRI A5 L . T R4 R
TR B /N — 1

A X () XV XS

X, A X m (1)
Ao
X, — AR R IR IR BUE N ¢ WS R AN = R T 5 (me/ k) 5
A IR AERGR e IH A EE IR PURR @ Y0 T AR
Al o VT JE TR B EE R PURTR) @ A U i A
¢ P v JE TR B ER R PUR RS L B O = BT (mg/ L) 5
co 2 FRERL R IH S IR ISPUR A ¢ BRI B Z T (mg/ L)
Vo iR AR GRE AR B A N Z T (mL)
m R BN T () 5
o WREET.

HPLC JriExt 5 815 vh 7 Ff e 1A 4 BE 250 19 € T 300 5.0 mg/kg s LC-MS/MS 77 3 Xt 25 4Lk
H7 RhEIR BB E R 0.5 meg/ke.
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9.2 HBEE

T[] — S50 %8 ol ] — 48 A1 2 (00 PR ) 35 o 42 ] #6003 D7 05 o O A J I 1) P 6 ) — i % 5 A
G ST AT 0 3B A T N 45 2R A 24 X 28 (AN KT R A I 1 Y SRS ELY 1000, LR T
3 A 0 7 Y RS (B Y 10 20 B R G 5 06 R T4

10 REWE

g e SR A VA R el NS U O
a) ARG

by B R R LA

o) KRB FIT 55
R

e)  ATAT A B AR SO R A
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M X A
(FRHD
7 MEAESEE XM EF K HPLC-DAD i E 5 &5 KL E

7 R IR EEEPUR A Y HPLC-DAD (3% 8 55 /e ik K L ALK A2,
1
400 1

350 1

w

(=3

(=1
1

W B2 B/ mAU
3

2001

150

100 ] 3

(2]

50 7

2.|5 5 7.'5 1l0 H‘]Lrﬁj/mirllé's 1'5 17'.5 2l0
AR

1— B4 F R (MP);

2— BI04 LBR(EP)

3—Jeid 4 = Wik (IPP) ;

4—— 2 & R (PP) ;

Jein 4 5 T ik (IBP) ;

6—JEil4 THE (BP);

7 Jein 4 BEfg (HP) .

5

B A1 7 MEAEEEREF A HPLC-DAD & it &
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T T T T T T T T T
220 240 260 280 300 320 340 360 380
PAK/nm

B A2 7THEHESEENEANNEMEINLER
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7THMEREEEREANLN LCMS/MS 2B FREEER S K NEF BN (MRM) i

7 b 4 TR 2K BT R B9 LC-MS/MS BB 1 035 18 L 2 RO B 1 i I (MRMD 3% 151 W

El B.1~El B.4,

5.73
100 (c) MMIB3
x
N
]
g; ]
z 4,54
0 LA AR LA HLABAAE RARAE RLAMAE RAARE LAARE RARLE RAREE MAARE ILLALE RALEE RS RILAAE IUAARE SRS A '|""|L'|" o LILAARE
0.50 1.00  1.50  2.00  2.50 3.00  3.50 4.00 4.50 5.00 5.50  6.00 6. 50
B 18] /min
4.55
100 (b) iHik2
X
~N
£::d
H#
'
E
3.48
0 "I""I""I""I""I""I'"'I""I""I""I""I""I""A""I""I""I""I""I" LA RADAE RS | LML
0.50 1. 00 1.50  2.00  2.50 3.00  3.50 400 4.50  5.00 5.50  6.00 6. 50
i [ /min
100 L6910 (a) HIE1
xX
N
]
#
=
=
2.84
0 LR LA LR 'I"J"I‘ LA |J\ MARARRE RAALE LA RRAAE RALRE I N LA RARBLN LA
0.50 .00  1.50  2.00  2.50 3.00  3.50 4.00 4.50 5.00 5.50  6.00 6. 50
B 18] /min
BBl 7THERESEENEFIREDRLN LC-MS/MS EEFiREaEE
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100

AR AR/ %

2.84 (¢) i1 179.2>91.9(IPP)

0 T AR T LAARE LAALE RARAN BAREE RARRN LALLE RARAE RELEE RALAS RALAE RAREE REEAE LA IUULAE RAAEE LARES LA IUUARE RAARE LARES RILULAE RAALE LR

0.50  1.00  1.50  2.00  2.50 3.00  3.50 4.00 4.50  5.00 550  6.00 6. 50
B ] /min

100+ 2.10 (b) JEiE1 165.1>91. 9(EP)

X

~

e

]

&'

z

0 T L ARRE T LAAE ULARE IULALE RALEE LS RELARE IUULLE RALEE MRS ILLLAE RALES LARAE MRS IS ARLILE ILUULAS RIS IULARE IULELE LR LS ILULLE LR
0.50 1.00 1.50  2.00  2.50 3.00 3.50 4.00 4.50 500 550  6.00 6. 50

B[] /min .

100~ 1.69 (a) &L 151 1>91. 9 (MP)

X

™~

i

+H-_

"

e

0 T LR LRSS LALRE RAALE BALEE LLARE LN LA BRAEE RRRAE RALAE LALAE RSEAE LA IULAE RS UARES LSRN IUUARE RS LURAE LRSS IS AL
0.50  1.00  1.50  2.00  2.50 3.00  3.50  4.00 4.50  5.00 550  6.00 6. 50

10

B [8] /min

B B.2 @& 18 LC-MS/MS & & M & F I Il 57 1% &
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100+ 4.55 (b) B2 193.2>91.9(IBP)

AR EBE/ %

-

0 IBASE RARES RASAN IRASAN LUALEE IUALE LA RN AL LR T LRARJAR BRRAN LA Trorrprrery USSR RSN RASAE IR
0.50 1.00 1.50  2.00  2.50 3.00 3.50 4.00 4.50  5.00 5.50  6.00 6.50
If [ /min .
100 3.48 (a) J@IE2 179.2>91.9(PP)
-
N
B -
#
®
=z
8 AN S G S
0.50 ' 1.00 @ 1.50 @ 2.00 @ 2.50 3,00 = 3.50 = 4.00 = 4.50 ' 5.00 @ 5.50 ' 6.00 ' 6.50

i 8] /min

B B.3 i#iE 2 B LC-MS/MS & & f & F 85 il 5 i &
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(b) jHiE3 235.3>91.9(HP)
5.73
1007

AR AR/ %

TTTTTTTTTT T

O e —————— e —————

0.50  1.00  1.50  2.00  2.50 3.00  3.50 = 4.00 = 4.50 & 5.00 = 5.50  6.00  6.50
I} 1] /min
4.54 (a) W3 193.2>91. 9 (BP)

1007 ﬁ

AR/ %

| RS ————————————————— R AR HA LR At A
0.50 1.00  1.50  2.00  2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50

i [6] /min

B B.4 @8 3 8 LC-MS/MS % & iy & F i il 57 i &
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