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1
2

FIE —MBAESRUTEI—T 2 M
(B%)
H7-ABHE
21 TV H—)iEtl
A HREOCHHE (8]
B HHEBAROAR (M)
c = 2 (B8]
H 1 OHEIC T A AN ITRRIDOEEBY THD,
(BE) SWIEA)F—var ()
2.2 RBEIEELZ
E =

SSHTEREHES 100~500 mg o T, B#H (A HE) HfrikEtd
IZAIL, DITREZEH S EERZ T AORHEBICEY — 7 245
o
FAR IR AR R RS 2 T I B> CHEIC AN, BHEL
ADBEINEEY —7 2155, BoONTIGEE — 27 MO EiE L K
DTHREREER L, b0 ZEH (N) BE2HH L, #%F (N)
2 6.25 (LM L OGO A EIE D 50 %Ll EOIFHL 24
B AN ILAR A FRENCH > T, 6.38) 2F U CikB T oM
NAERET D,

Oy BT & O W BB A A

i) BEEAT A (M 99.9 %Ll b)) HCHEIZEDE L, RS
TR N A 870 °C ZRFFTE HHEE

i) WEHE L 7SR R MO BRBEA R > O 43 BlE AT RE 7n

i) ZEHRBY (NOy) ZEFEHT A (N ICEHBT 2L
FFoZ b, LT, £FE %2 NO, & L CHIE The /2t &

iv) BMBEERIHERICE Y, BRI A ENEAIGE/ k&

b ) =

F£3E —REHSRUTAEA—D Iy M
1 [(B&)
2 H7-ABE

2.1 X — )Lk

A HEOHE (B
B HAHAROAR (B
C E 2 (B8]
(F7E%
(%) HEAN)T—vary (#R)
2.2 RBEIETL
E =

SIMTEEHEZ 100~500 mg A B - T, €% (FABE) HfrikEss
WAL, DO EEEZESHSEERZTNAORBBIGE Y — 7 215
%,
AR I B AR E AR AR K E L 2 TR I B> CTHEEIC AN, ZHEY
ZADORMFICEE — 27 2155, BONTIGEY — 7 b HEfEE K
DTHREREIERL, REFDELE (N) BE2H B L, % (N)
(2 6.25 (LG LK OHH L OB AEIE N 50 %Ll EOIFFL 14
BRI A BN S > T, 6.38) &% U CikEHh o~
IMABELET D,

O HEE O MBS

i) BAEH A (WIFE99.9 %LLE) HCalklZ 80 L, RULF
TN A 870 °C R FFTE HHEE

i) EHE L 7SR R MO BREEA W 0> O 43 BlE AT RE 7p 2

iii) ZERY (NO,) ZERHT A (N ([EHT %L
FFoZ L, LT, £F %2 NO, & L CHIEATREZR 2 &

iv) BEMREERIHERIC I D, BRI R EWE A RE i E
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A HEOHEE (BR)
B HHAROAHR
SIMTECEL 2~10 g %Eﬁﬁ BoTE 100 mL DA 7 A BRH Z
AN — e — 0 — o, FEOMITME L CTRIL S ¥ 721%,
550~600 °C THNZA LTWK Ltz im 7 %,
BREMELEOKTHEHL, HEE 10 mL 2%k 12z, HIZK
ZMZ T30 mL & L, REHILCE - T 30 & L% ikm 3
Lo THMEKT20 mL OEET T X3 |2B L, R E TKEM
Z. Ak (6Ff) THIMEL CRENRRE T 5,

C E = [(Bg)
E 1 OWEICKT D R#EENSITREIDEBY TH D,
2 (B8]
(BE) HIEARVTF—va ()
3~20 [(B&)
B2 (B
FTOH5E ()
FTOE B F
F1HE A5
1 [(B&)
2 24D
21 k7o~ T I 75057 ARV ESGIEICE D Do
\f{(Tl
CEREENERE <))

A HEORN
2.4-D [CgH(CLO;) 25 mg % EfEIZ > T 50

2.4-D FEAERR

Paivand

EE

A HEOHAHE (8]
B HHARDOAR

SRR 2~10 g %:Eﬁﬁ BoTEL 100 mL DR 7 AT Z
AH N — L —h— U, BB NTE L TRk S E 7214,
550~600 °C THIZER LTR{E L7 im7 %,

B E L EOKTHL, HE 10 mL 2%~ 2z, FIZK
ZMZT 30 mL & L., WFEFILTHE - T 30 &0 L 7= % i
T2, ZTHZEKT 250 mL ODEET I ZA3ITH L, EHEETK
EINZ, ARk (6 Ff) TAHIBL CREHAIK & 5,

C E = (B8]
(FrE%)
&1 (B8]
(%) HEANYT—rva (B8]
3~20 [(HB&)
2# (B&]
F£5H5E [(B)
FTOE B F
1Hi &5
1 [(R&)
2 24D
(#7E%)
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mL DBV I Aal AN, TR V2 TENLL, I

WE CRISHAZ %2 T 24-D E¥EREEZHANT S (Z0HR 1

mLIE, 24D+ LTO05SmgZE8HT5, ) .
ERHICEE LT, m¥EREDO —TEEEX A X ) —)L— X

(1,000+1) TIEMICAR L., 1 mL FiZ 24-D & L T

0.004~0.4 ug # EH T HHE D 2.4-D HEHER Z FHH T 5,
B = =

fh sl SMrEREE 10.0 ¢ 8-> T 300 mL I =/H7F
A WA, K20 mL ZH0%x . 30 srRIERES. HICHERE (4
mol/L) 5 mL X O'7 & k> 100 mL ZMz., 30 /R Y B
THiH T 5, 200 mL O BT T A% 7 7 F—F}FO FIZE
=, i E A (5 B) CTHREIABLEEZ. KO —-A7
FTAAROESEINERT 2 b 50 mL T L, RIS S]
AT, BICABR VI AaEBETCT R M2, K
o B LIS b9 2 slEhAIR & 35,

WL 1 AENAR 8 mL 2. 50 LHIE{LFT b U 7 A
(10 w/v%) 100 mL K OEEE—F L —~F % (1+1) 100
mL Z A7z 300 mL DK A IZEMECINZ . 5 2R Y
B %EEST 5, KE (FE) % 300 mL Oy B 12
A, Wiz F L —~FH o (BJE) 2300 mL OD=fA7 7
A AND, GiEES A ZER-TF L —~FH > (1+1)
50 mL TP L., BERZ S iiESF B 12z, 5 pRERY B
THEE L, KEZET, BT L —~FHEEED =
7T AaIZEDbED, BTV —~FH VE A EO R
e b U oA (JEAK) THIAKL, 200 mL DT 7 7 A3
HHE (5 T A) THT S, DikEF B KOO =HT7F R
2%/ P EORBET TV —~F P (1+1) TEHEE L., ERExL
DAIME B L THEEEDED, A% 40 °C UL FOKIRT
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1 mL FCHIEEM L. ERAAE %S CTHET L, AFX )
—)V 2 mL N CTHEEWEEN L. KGRI 3 2 30BHA
wET %,

SR 55 i AHEHEIK DA 572200 mL DR T 7 T A 2| T K
b P o AR (1.5 mol/L) 1 mL Nz, mAEZH1FT
80 °C O/KIBT 30 HyMINE L=tk i3 5, pH ZH#EE (1.5
mol/L) T 7.5~8.0 IZFRF&™? L=tk KIAKEST bV 7 LR
(0.1 wiv%) 16 mL Zhix. 71T HNAVER 1265 2 3UEHA IR &
35,

BT LAE T TS A BTN I M) BTNV I =T

A (1 o) B4% 2% 7 —)L 10 mL LUK 10 mL CHAEKBEE S

Do, BRI Z I =0T JMIAN, KE DT TAFID Ehuic

ETAHETHHEED, 50 mL ORI BT T A I=hT

ADFIZEEX, REHRED N> TWERTIE T T A ak iRk

KFEFT U T AEIIR (0.1 wv%) — A% 7 —)L (1+1) 5 mL

TUH L, iR EZ =7 22Nz T 24D &S, &

WA 15 mL 2 =8 7 A0 Rk S8 5, &

DOYRHIE 2 WIS E NIt 2R BRIK L T 5.,
W HE S il 11 REHRR 2 H O DR (4 mol/L) 5mL KO

BAk > b U 7 AR (10 w/v%) 100 mL % A#U7= 300 mL D%y

Wim=F C 12z %, EHRIKDO A W ERTE T T A a%

I —7)V 50 mL THE L. ERE DWEIESE C 2

A 5 IR VIR E - ET 5, AKE (TE) % 300 mL O

SR D WA, Y Faro—F7 @ (EE) A 200 mL

D=7 7 Al Avd, DEE} C 2 =F )L —F )L 50

mL TP L, ViR & 2R D I, 5 5 FIR Y RE %

BEL, KEBEAEBET, P FLa—TIEEEO AT T X

A EbEL, VaFN T NV EEREEORBET R Y T A
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(EK) THiAK L, 200 mL ORTIETZ 7 A a2 Ak (5 Ff
A) TAHWT D, BkE}F D ROSEDO =M 7T A% /v &ED
I FN =T NVTHEL, KA EDOAREE L THK A
Bb¥b, AliE 40 °C LLFOKIBTH 1| mL F CHUE RN
L, B2FR VALK TiETSH, 7Eb=FU)L— LT
(3+1) 5 mL #Nx THREMZEN L, BT LR 11 Ik
LA E 35,
J 7 LALEE 1 77774 MI—AR/2F L TT I VU-N-
Fa b Uk ) A A AEEI =T A (500 mg/500
mg) A FEF=FUL— R (3+1) 10 mL TEEGET

5o BRI Z I =0T JMIAN, HKE D FETAFID s

ETDFETHRHESED, FIZ, MBREDOA > TWIERTF

75 Aak7 v h=FrU)L— Lzl (3+41) 5 mL CTH%

L, izl =nh7 LI AN, FFECEESE5, 50 mL D

RYTET7 I Aaz2I=hT7 2D FICESX, ABHEKD A>T

WERTIE 7 I A a2 T b= V=t — Xfg

(75+25+1) 5 mL THEH L, PERE I =57 A2 Z2 T2.4-D

PRHSE, HICHEBE 25 mL 2 =5 7 A2z CTHEEEC

B S5, IEHIEE 40 °C LA F ORI TR 1 mL F TR

ML, BRI R ESTCHETL, AHX ) —)— X

(1,000+1) 1 mL ZEfEICINZ CTHREMEZEREL L, R o~

N7 Z 7 Z T DB B HTENC KD E IS L AR R

L4 5,
ks n< 757587 AAVEEGHTENS X 2 HE A

WM 04 2.4-D A5 HEIRAS 5 WL ik m~ b 75 7 2 7

LDRVEBGHEHCEA L, BRUSHRIH 7 v~ 7 F A &fs

Do
e S G|




Fin

w IE 1) 1T
(G a~ 77 7E)
7 5 A F BTN AT A

VAT A (N 201 mm, B
150 mm, Kift 3 pm) *°
s Bt #& : 5 mmol/L WEfET B =10 LIRHK
—5 mmol/L FFf7 v E=17 LA
g ) — Vi (70+430) — 10
min — (0+100) (10 min PR FF)
i i : 0.2 mL/min

A7 A F IR JE :40°C
(¥ 7 AAVE B R ™T)
A4 F v v .z bruRATLL—AF A

(ESD & (BA AV E—R)
A4 A ¥ PR O P 150°C
FYINR— g VIRE 400 °C
XYy v 7Y —FEJE:06kV
2 — v O E:FPROEEY
a)VaryrzxX— FROLEEY
T = X — A4 F v FEROEED
#x E=H—AFFM
ZUp—H— ZOF7k MR I—y Zyvar

MEsgmy 42 R ¢ EE maar—
(m/z) (m/z) (m/z) V) (eV)
219 161 - 28 12
24-D
221 — 163 28 12

H BN BIRESHBE Y a~ I 5005 24-D

DE—7HBXImS 2RO THREBHREZEMR L, BT D

24-D & HHT 5,
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E 1 AETE, BB 24D F MV UL, 24D VAT

T I 24D = F )L 24D A Y 7T E)L 24-D

T hXF L RWN24-D TV ) — VT I U ENEFE

NTWLEAEICE, B0 24-D BEIZEEND,
2 pHIFpHHEBRKEZHWTHERIT S,
3 PiElE 1l mL/min FRE LT 5, MEIZL L THG <=7k

— IV REHEHT D,
4 Mega Bond Elut C18 (Agilent Technologies f) XX Z #

LRZEDL D
5 InertSep GC/PSA (VY —=x )L ¥ A = 28 Xixzzhn&

REI2kN2)
6 Atlantis T3 (Waters . AHIESLMAIT LD 2.4-D OLREF

FrRIER 6.5 4) XN EREDOL D
7 Xevo TQD (Waters #) 12 X 5 S5

(Z2E) HIEN) T—va v

* EINED R K ONal U kS BE

FMEE . BHEWE BELEE

ENdAG  REOHE e gEL ST RSD(%k
ISR s 3 60 50

s 3 w2 17

up 2AE I IY; L9
005 3 w8 47

LohAIL s 3 B 29

001 3 a3 57

ISR TR 18

05 3 7 L9

gaprsn LA 03 3 21 68
005 3 962 17

LohBIL 005 3 80 24

0.01 3 103 2.7

- S A E R
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AR IR N ST S

wort ABOWE pow (meke) (%) RSDL(%) RSDg(%) Rl
24D N 9 05 84.5 721 12 0.63
24 DxFL K s 05 955 65 87 048
- EE TR B 0.01 mg/ke
- B TR Ak 0.003 mg/kg

22 [B&)

3~54 [B&)

55 Xy SHL

(85, ]

551 HARAIZua~< 7T 7k
A HEDIRH
X v 7 X AR X ¥ 7% [CoHgCLNO,S] 25 mg % IEfi
WCE-ST S50 mL ORI Al AN, T 2z TR

L, HICHEERE TR Z IR T v 7 2 IR RER R A 3R

W42 (ZOW 1 mLiZ, ¥ 7% LTO05 meg A7

5s ) o
FEAICE L T, E¥FKDO —E&E2~F T CTEBIZHR

L. ImLFICxFy 7H L LTO0.05~1.0 ue 28T 550

XX X NIRRT D,
B iE =
il H SHTERE 10.0 g ZFE-> T 300 mL OB =AT7 T 2

AN, U R (1+11) 20 mL (RZHH 13 30 mL) Z A% .

30 S EE %, Wi 7' o 100 mL (W4 EIE 120 mL) %

Mz, 30 IRV IEE T3 4, 200 mL D& &ET7 7 A%

777w OFICES, HhitEE S (5 B) TG A

Lict, e =77 AaROFREZHRT & b 50 mL T

2.1 (B8]

3~54 [E&)
55 ¥y S H
551 ARZua< 7o 71 [(#E)

(%)
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Peig L. RSG5 5, HICEET T A OFERET

T oMz 5H, 2O 40 mL %2 200 mL O TIE T T A

S CIEREIZ AIL, 40 °C LLFOKIBRTH 4 mL (BEH & X 6

mL) FCRUEEMEL. H 7 208 1 Cft4 23 BhAR &

Do
77 LA T BUBHRIRIC Y e (1+11) 5 mL iz TRG

Uizt AT A Yo+ B 55 (20 mL FEH) T LI A

u. 10 BEET A, 300 mL DT 7T Aa%2 T LADF

WCEE, BABBIEDO A W ERTIEZ I AaZ A~ 10

mL 5T 3 B L, PR ANER A 7 MIHIA . K25 78T

AFID EVEICETHDETH FL TRy T 2RSS,

FIZ[EREE 70 mL 20 T M2 Z TR S8 5, IWH

WA 40 °C LT ORI TIZE L A CPWET 5 F TRUEEM LI

., BRAIAZ ko THET L, Tu~FHhr—TE b

(4+1) 10 mL ZIERECINZ TR EIEN L, AT 707

4V — (L8045 um) TABL, FYLViEFEr/a~ T T3 7

g4 =it 2 RBHEKR & T 5,
Tk a~x T 7 44— SEBHARE 5.0 mL &7 Vg% o

n~ b7 7ICEAL, ¥ T P EHT D ESZ 100 mL

DRTIET T AaTHEL, 40 °C UL TOKIBTIEE A PHLlHE

T E CHIERE L%, ERN A kKo THATH, ~%

o —VxzF Lz —F)L (1+41) 5 mL ZINx CTEERY 2N

L, 7T LFRIICed 2 EHAR E 35,
TIWRIEZ u~ T T 7 40— i
BT A AFLUVE AR UHESKRY T

A (N 20 mm, £ X 300 mm, Kigg 15

um)
H—RKHBFTAh: AFLLIPEo AR P TSR S




[A)

w IE 1) 1T
A (N 20 mm, £ 100 mm, Kifg 15
um)

WO W rua~ntHr—TE R (441)

i ¥ : 5 mL/min

sy X 4y : 100~120 mL
HTLIMEN T T7 T h A= I=HF L (500 mg) *

2 ad Py —VxF o —F)0 (1+41) 5 mL CTHET 5,

100 mL ORI 7T A% I =0T L0 FIZES, REHAIK

EI=NT7 HIAN, EEPFTETAAD LGl Ed 5 £ Tt

PLCHRYy T E ol sED, RICABHARD A > TV

RIBTZTIRazr~FH o —VxcF Lz —F)L (1+41) 5 mL

TOT 2 WL, WWRAZIER I =87 21200z, FEEEICH

HEE5, Flindr—yaF raz—7/0 (1+41) 10 mL %

R=A 7 A0Mx RSB S, FitiEgz 40 °C LT O

KB TIEE A CFET 5 F TRIERME L 2k, ZRHT R 21k

STHIET S, ~FV v | mL 2 EfEICIX THEREY Z BN

L. HRZa~ 757 4 —ic it HEHER E + 502,

HAIa< NI 577 4 — ABHEIE K O % v 7 &% o FE Uk
BluyLZHAZu< I 7ICEAM L, Ju~w T2 %
55,

e S G|
i th dr AR g
) 7 Lo AKERF YT Y =T L

(50 %7 = =)L—50 % A FILARY

oXxYra—75 407 HNEE 0.25

mm, £ & 30m. fFEE 0.25 pm)
¥ ¥ ¥ —H A :He (1.5 mL/min)
AA T T v 7 I A Ny (60 mL/min)
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OBk 8 A JEES L LR KA Y w LA (345 kPa .

60 s)
OBk A EB IR - 140 °C
7 A FE R R 60 °C (1 min fRFF) — H

J& 30 °C/min— 190 °C — H &
10 °C/min — 280 °C (10 min % £F)
fr aﬁ iR - 300°C
at A Sonl/u~ 7T AL E—7 &S XIS HEE

%*@T@ BMAEERL, RBdhoxy 75 v BE2EHT
5o
# 1 Chem Elut. 20 mL (Agilent Technologies #l) X% Z
NEREEDOL D
2 Envi-Carb (Supelco ) YiFZh EFEED L D
3 HABHoOXx T X U EENREZ VYT RAEEEHER
EAXHUTCHIRL OO HAZa~ 7T 7 0 — 12l
T5,
4 FBHEAEIZIZ S T AT =V EFED TWRWNA P —
FEEEHT S,
5 GC-6890N (Agilent Technologies ) 1T & % &4
(BE) pEAN) T —va v

* IRANEIER K Ol LS BE

- ; WO .. WA Aok UK
ER O R (mgkg) REL % RSDy(%)
1 3 97.6 11
0.1 3 88.1 34
LA 486 F LS fa sk 1 3 103 16
0.1 3 95.1 2.6




1!

W IE #& L] 1T

N 1 3 784 9.6

01 3 889 2.6
LHIBATL 10 3 101 52

0.1 3 111 34
QA= INT T 4—FK 1 3 93.1 8.8

0.1 3 107 6.9
TIVT IV T 7 i 1 3 95.7 13

0.1 3 116 8.5

- LA RUBR

AR RMRIE FNEIRE R UK e

HorRat

REH (mg/kg) (%) RSD,(%)  RSDg (%)
8 0.5 98.8 62 21 12
8 05 934 64 21 12
8 10 88.5 11 17 L5

%iﬁ*gr_qj 0.1 mg/kg
B 0.03 mg/kg

56  [B&)
57 ZURH—Fk
571 ik v~ N F 57X F AERSHIENC X B AR O

\If{“(‘rl
CEH#PH - 888, o & MK OVG 38 I M Al )
A REDRAR
7V AR — MR 7 JAH— bk [(C;HgNOsP) 25 mg % iE

fEIZCE->T 25 mL ODEE&ET7 I A3 AN, KEIMZ TEMN

L, HICERETKEMZ T Y AV — hEREFK 2 F 5T

5 (Zo 1 mL X, ZUAY—FrLE LT 1mg Z5H7

5O ) (o]
EACER LT, IR O — 82 K CIEMEICA R L, 1

mL FIZZUARY—RELTI100 pge 56T A7 Y ARYF— R

R 2RSS,

56  [(R&)
57 7 UdRH¥—F
(%)
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qT

B & =

il HH ST EREL 10.0 g 2B - T 300 mL OdEde =7 T =
2T AFL, 7K 200 mL A0z, 30 SRRV EE CHIHT 5,
Fh R A 3o s O PR IS A AL, 1,500xg T 10 5y oz 0o 5o Bife
L, FBAREO—FEEH /K CTEMIZ 25 FICHRL, 7 240
L3 23 ENEIR & 95,

J T LA 2 AR P —N-E= ey Rodt
FEAEEI=HTF L (500 mg) P DFICALK U BEMY E=
NA_RBU—N-E= e FRUEEAKI =W T A (225
mg) EFAAEEE L, AKX —L 6 mL K UUK 12 mL CHERBE
35, 200mL DRFTIHTITTAA I =NT LD FITEE,
AEHAR 1 mL 2 =5 J AMCERICAN., RIS FETAHID
FUEICET D ETHRM S TS, HIZK 18 mL I =047 AT
Mz, FEERICHEH S, FFE It 23 BRI & 35,

BER . FENREE 50 °C U FOKIRTIEEA EHET S
FOHEEME LIS, EFEI AL LS TCHET S, FifE 1 mL
FOA L DR Y AF L 4 mL IR THREM AR LTS,
CORBEER LT 100 °C T 2 FRRIMEET LB A L,
50 °CLL T ORI TIE L A LFAE T 5D £ CTRUEEME L%, &
RAAZ o CHE T 5, BEfET TV 4 mL & IEfEIZINZ TH%
B 2 LTS T 2P I 23BN L 15,

7T LHLER Q1 2 TI)Ta AV I M VAT VI =A
F X5 (360 mg) ODFIIZT Y IFZNVI=HT L (690 mg) %
f L, HEfE—F /L 10 mL THEEHT 5, oA 2 mL # X =
7 LT IEMIZ AN, WBED TR TAKIO LiGIZET S F Tt
HEE2, FICEHB=F/V 18 mL #3I=h 7 LI x. [FEE
Wit S ¥ %, 50 mL ORTITI T AIEZI=HNT LD FIC
EX, 7 10mL =07 A2NZ. DT TAKH
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DEICETDETH FLTZ VA — FFEREEHSE

Do WIZ, TI )TNV VMU VATNVI =T 2%k

L. TER—K A9+ 10 mL 23U BTN I =0T A

AT VA — bFlUKREZREESE 5, wHiEE 50 °C

UTOKRBTIEL A ERET D F THIERME L 28, ZRT

A% ko THIET A, 0.01 viv%XBEIAENR 1 mL Z [EfEIZINx C

BEWEEN LY o~ 578 7 2EESHT

FHC XD MBI T 23 BRI L 3 5,
FEUERR O 35 KAk J U R — FERR 1 mL & 200 mL O 7

T 7 7 A ZIEMIC AR, 50 °C UL T OKIRTIEE A KHzfH

THECHIERM LG, EFT A& ko CHlET 5,
WEfE 1 mL M ONA L REEEE R U ATV 4 mL Z 0z CTHREWY

WA LES R4 T 5 2 a &K LT 100 °C T 2 BN

P U iR B, S OiE 50 °C UFOAIRTIEL AL

45 F CHUERM L%, BFENA%Z2E- CHET 5, 0.01

VIV% X ETAIR 10 mL ZIEHEICII 2 TEEEW A LES HiT

[FHASE CIEMICARL, 1 mL P27 VAP —hrE L TERE

N 03~300ng fHY &% S H T D ESOERER A2 ST 5,
M%ﬁmv%777&/7Amgaﬂﬁﬁ X B HIE B

WSRO AR A S yL ik n~ b 75 7% 7 LARE

E“ﬁﬁ CEAL, BRGCHRN e~ T AEHD,
WESELE B

(k7 v~ s 7Z 7%58)

7 7 NN A RN Z RN A

IV Z7AH (NEE 2.1 mm, E&

150 mm, H7F& 5 um) *°8
= i3 W : 0.01 vVV% XK —7 8 b= F

YL (93+7) (12 min fREF) —
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2]

3 min — (5+95) (10 min f%&

£)

it ¥ : 0.2 mL/min

h 7 A f R JE .40 °C

(& o F DRV BN R )

4 F v b E.xLv 7 AT L—AF 1k

(BSD) ¥ (EAAYE—F)

A & v JE R 120°C
FTYNR—= g VIRE 400 °C

Xy 7Y —FHFE:3kV

2 — v &\ JE:TEROEBDY

2V VaryzxF¥—: FTROLED

T = X — A4 F v FPEROLEED

£ E=H—AF KM

FoA—b— Zui7k @ 2= aivar

T S H A% A EBIE TRL¥E—
(m/z) (m/z)  (m/z) V) (eV)
ZUAY—hFF R 254 102 152 22 17

i B Bo @RISR 7 n~ 77 L0627 UK

LT

Y- rFEHEOE— 7 HfEZ RO THRERZER L, e

OV ERY— b EEFEEHT A,
HE 1 AKETE ZbhosZVsYy—F, UK — T

vE=U L, JIRY— AV TR EALT I

JIVBRY— b bIATVTLERRINT VA —bF Y

VAoiE 7 VARY — bEEERICHEERK L, 7Y RS

— L LTCEET D,
2 Pt 2~3 mL/min &£ 95, MBI U THG~ =7k

— )V REEHT S,
3 Oasis HLB (Waters ! U % — X—%K&H 6 mL) XIi
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INhEFRFEDOL D
4 Qasis Plus MCX (Waters i) X ikt s FREDL D
5 S0mL ORTIETZ T AazHWAHEAICid, [FERICEE

L%, mHiKEDEDAKT200 mL DRTIET T A 2|l

B L., HERC T 5 lEHAR 95,
6 MESU THERMHEL, oIl iiBsE s,
7 FREGEICAND, fRae VL HEIF T OICEN

MOEBRENEBRRTHI &,
8 ZORBAX Eclipse XDB-C18 (Agilent Technologies Hl A&

ERMICE D7) AV — bFEEROREFIFFEIZA 7.5

Tl
4 ) XiFzhim%Eos o
9 ACQUITY TOQD (Waters ) | X % 441
(%) WEAN) T —v a3 v

* EANED R K OV U KS 2
B

L oy fRaR U KSR

BB o Fl A (m/ke) R L % RSDy(%)
K& 20 3 74.2 6.8
2 3 77.5 11
0.04 3 99.0 7.1
N S 3 80.9 17
0.5 3 92.8 8.0
LobsrZ L 1 3 79.1 1.6
0.1 3 102 9.7
o6 0.2 3 93.7 1
0.04 3 89.0 13
i 76 I AL B 0.2 3 933 8.2
0.04 3 88.2 10
- LA FER
ol e AR R RIRE RMEINE HOR USEE S EEURE
ARORE  gyap man (mg/kg) (%) RSD; (%)  RSDg (%) HorRat
& HZL 10 0 1 %1 9.2 JK] 0.79
bbb 8 2 0.2 2.5 15 B 0.61
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- B PR AL 0.04 meg/kg
- B R AEHE 0.01 mg/kg

57.2 (B8]
58~242  [E&)
243 B RA oy

6T

2431 WK~ I 72T ARV ESEIC KL D Bk
Wrik
G FH#LFE - Wb b s BEALEDE )2 OV K)

A HREOHAR
| = =P 58] A Rr Yy [CH;INsOJ 25 mg #iE
FEICE ST S0 mL OB 7T A AN, AX ) —LVEINZ
TN L, BHICHEBRE CRBEEZMZ TEA bo Y AR
ARSI S (ZO 1 mL X, Ay 21T 0.5 mg
e 5, ) .
AL T, EEFERO —EREK—A KX ) —) (7+3)

CEMICHARL, 1 mL FIZEA P& LT 0.1~20 ng %

GHTLOEADOER bu Y AEHER PS5,

B iE =
i H SHEEF10.0 ¢ 285> T 300 mL IR =/A7 5 2

a2 AL, K 30 mL CRECKIE 20 mL) & A0z . 30 o REE
%, FITRBEH Y LR (7 wiv%) 5 mL M OYA X ) — )L

120 mL (BKI1E 100 mL) ZA0x. 30 ZREVIEE Tl

5, 200 mL DB TV I AaZ 77—k} TFICES ., il

Kz Hik (5 B) TWGI ALK, SED=M7 T A a

FEEHNERA X 7 —)L 50 mL THH L., FEEICHKI] AR

5, BIZEETZ7ITRAaDERETALXY ) —NVEMNMZD, 2D

57.1
58~242
(#rEx

CB% ]
()
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W2 mL % 50 mL O3 T 7 A 2| ZIEMEIZ AL, K 20 mL
PNz T, T M 2 EHRIR E T 5,
F 5 HRLERTE I RTINS =T A

(500 mg) 2% A% ) —/L 5 mL UK 5 mL CHERFEET
5. BRI EZ I =1 T M AN, I NA T TARID Eimic
ETAHETHRIBESES, 10 mL ORI I RAIZI=NT A
DFICEZ, REHARBEOAS> TWERTET T ATk — A
4 ) —=)v (7+3) 4 mL ¥ 5T 2 [k L. R ZIER =
T A A, WHP A TAFD EWICETL2ETHR FLTE
AV U EEHEELES, 2RV T A aOEMRE CRAR
ENMz. Gfhru~ 77787 ARVERESHEHC X D
ENHT 2 REHR IR & T 5,

Wik a~ 75780 F ARG ESENC X D HE Aokt
BIRKR OB EA ba O AFHERS Syl kK a~ 757
2T DMUEEGHTFHICEAL, @RS e~ 7 F
LEGD,

HELN Bl
(k7 vu< s 75 7E)
) 7 A F I EFINAN YA AT
VAT A (N 21 mm, &
150 mm, H7F% 5 um) *°
I Bl W . 2 mmol/L FEFRT » & =17 LRI
— XX ) —)L (4+1) —15 min—
(1+1) (5 min f£FF)
Vit 3# : 0.2 mL/min
iR

F v b EzLv 7 hu R L —AF Ak
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(ESD ¥ (EA AV E— )

A A v P O FE 110 °C

TN R_—3 g ViR 400 °C

Y 7Y —FHFE:1kV

2 — v E OFE:TEROEED
aJVaryapiL¥—: FROLED

T = X — A F v FEOLEEDY

#* E=HK—AF 5

V== T HesR a—y aya

MExtgyE 2= AA LA BT =RAX—
[A%)
5

(wz)  (mwiz) (m/z)

105 —
8 35 40

it B Bonlc@E@RISRN e~ N7 A6 E—7
MR EE S 2RO THREREZER L, ABtFoOE A Y
vEEEHT S,

F o1 JidiE 1 mL/min RE L5, BHEIZS L TRGI~
==V REFEHT D,
2 InertSep Slim-J C18-B (VY—= LY A = AH) [T
BREED VP —"—2diE L b DO XTI L FF
DHD
3 VRN HEFFCE AW AL, MBS U T U EHEREE
WXV IEET D,
4 Inertsil ODS-SP (Y —=x L% A = A8 KHIESMEIC

(oo}
|
I

XY 1

LA PP OLRFRMIEN 7 4) XiFZh & FE%

DY D
5 ACQUITY TQD (Waters 1) 1T X % 5141
(%) WiEAN) T —v a3 v

T¢

* IRANENER K Ol LS BE




4

g
5

¥ E % L
ERE o EMENCE R LR
(me/ke) (%) RSD, (%)
1 3 871 07
01 3 200 12
001 3 593 30
TS EE AR 1 3 88.0 23
01 3 212 85
001 3 B84 28
ok 1 3 92.0 L0
01 3 268 37
001 3 242 61
- MR R

BNPERE B R ok LRSS0 R

— % % _(mgked (%) RSD, (%) RSDp (%) HorRat
kel 8 1 0.1 90.7 18 6.6 0.30
[N 9 0 0.1 92.6 29 6.8 0.31
- EE TR AEHH 0.01 mg/kg
- B TR BT 0.003 mg/kg

26 (B8]

3HE sy RIRES ML

1 BEOTRAIa~ NI T T7EESWFHTE D —F 00k

(1) (B8]

(2) Htrik

SRR AR R

A EEOR
HISEREER, 25 mg & IEREC &> TERE

AU50 mL OBt E T 7 A3 AN, 71 210 mL 21z
T/ L, BICHERE T 224 b AFARUHF U E2INZTEH
RIEERRR 2T 5 (IO OW 1 mL I, &EEE LT
0.5mg = EZH07T 5, )

1

i (B&)
i 2R R ATiA

RIHOT A7 v~ 7T 7EBEHEN XD —F ok

(1
(2)

(&)
3Tk

J IR A AR R

A HEOHH
B RFAELEM 25 mg A EMICE->TENE

50 mL OBt iE7 7 A3l A, 7' b 10 mL Z01%
T L, BICHERE T224-FU AF AR X N2 TH
RIEEF G Z RS2 (D0 1 mL 1%, KBEEEL
TO0Smg G HT 5, ) o
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7} T

BRI LT, SEERKO —EEE2 RS L, 224-FU 2
F_o 2 —=T8 b (441) TIEMICHRLT, 1 mL H
WZA I E LT 0.02~0.5 ug 58 T 2 BR O RIKIR S
R+ 5,

Flo, 77 a=E, ERBEIEAEERICIIZ T, Bl
w1 mLHIic7 4 7=/t LTO0.005~0.01 pg #5575
RODT 4 7 a = B 2T 5,

BIZ, N7 4 A2V i, FEREEEAEERICMNX

T BBl mL FUER T 4 AZ V1L T00l pge 28567
HANUT 4 AR EUE gD,
B iE = [B8)
(BEB) SEAN)T—a v
« ISHNETI =R R OVl L B

1) (B8]
) RNXUT 4 ARV
e , WhEE .. HANENER R KSR
[ (ug/kg) S (%) RSD, (%)
TNT 7T 7 e 1500 3 111 79
15000 3 97.8 7.1
A=K TG A 1500 3 103 49
15000 3 104 4.6
fib o 20 3 115 8.7
3) (B8]
- LEEER (BB)
- EE MR 74 7=/ B 10 pgkg, TAUHX A B

U EOrT7mr A MYy 3 100 pg/kg (RZBOE 150
ngkg) . XU TFT 4 AZ Y v @A B 50 pg/kg (B 20
ugkg) . FOMOEIE  FEF & 50 ug/kg

FHICEE LT, FEEREO —EEFRES L, 224-FU 2
TN B =T (4+41) TEMIZHERLT, 1 mL F
ICARIE L LT 0.02~0.5 pg 5 AT 2R D% KRS IEE
WRamidd 5,

T, 7o u o, ERREEIREAEMERICMA T, Bl
W1 mLHIZ7 4 7e=/LLt L TO0005~001 ng z&H3T 55K
RODOT ¢ T a = VB 2 RS 5,

B = E (8]
(2E) SN F—var
* BNMANR R K Nl Uk BE

1) (B8]
(#E%)
2) (B8]
< JeEEAER (B)
- EE MR 74 7a=v B 10 pgkg, TF A b

Uk RT7ma AR 3B 100 pg/kg (H24XE 150
ug/kg) | TOMOEI  FHER £ 50 pg/kg
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L)

T

# 2-1
2~24

iraliR BVav s

5 1 f
5 2 i
1~18

i H T RR 74 7= B 3 pgkg, TAX AR
PR Te A MY o BB 30 pgkg (HZAFE 50
ngikg) « XU T 4 A XY v BB 20 pekg (FEDDH 6

ug/kg) . FOMODEIE GBI 4% 20 ng/ke

~%3-2 [B&)
(B&]
FTE-F8E ()
FIE MAEME
(B&)
S
(B&]

19 /o ~7ZAFK

19.1
19.2

(&)
EEAERE (FR)

19.2.1 (8]
1922 K7 o~ 777k

1)

A HEDRR
i BRI e Wefig (1+19) 250 mL 27 & k> 750 mL (200

2)

ZT-HD
) N H A FEERER W ) o ~T XA P&

JUE T (0.67 kPa LLF) . 60 °C T 3 BfsE L%, 20
mg(JMAH S & % EEICE > T 100 mL DEALEET 7 A 3T
A, T2 K 50 mL 21z 5, BERMEL T/ o~T
A REENPL, TICERE CREBEZNZ T v ~TFEA
NZEHEFR A T2 (ZOW 1 mLiE, /¥ ~T XA REL
T200 pe(MIVRE EEEHT D, ) .

< B R RR 74 Fa=);

VRN THar A RNY
ng/kg) . F Ot IR

F2-1~%£ 32 [B&)
2~24  [B&)

R 30 pg/kg (HZHCE
AP % 20 pg/ke

BIE-%E8F (B8]

FIFE MEME

B (R
B2H KSR
1~18  [R&)
19 /v ~THAR
19.1  [HB&)
19.2 EEARBRE (EEH
19.2.1  [(R&)
($FhEx

Bt 3 pgkg, TAZ ALY

50
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fE ISR U C EYERR O — & & & A BUA L CIERE I A IR
L, ImLHIZ /I ~THARELT2~0.025 ng(JIf)AHY &
EHTHEED ) ~TH A R 2 fiil4 5,

B iE =
i H SHTEREL 5.0 ¢ A>T 200 mL OB =A7F 2

S¢

a2 A, FEEE (1+419) 25 mL #A1x T, 10 R EEE
5, HIZT7TERF TS mL 2%, 20 A EEELE,. 10 5
MR I ALVER | T3 %,

TR O —E &% 5000xg T 5 im0 n L. EEAREE

k7 o< b 777 4 =1 2R BHRIRE T 5,

Rk v~ bs777 4— AEHRIR L O ) v ~T H A FIE
Y 10 pL 2k o~ b7 7 ZEAL, Zu~ b7
L&D,

BE S Bl
T H gr o oe AR (R R ¢ 360
nm. #HEEE : 530 nm)
) 7 A F T EFINAN YA ST

VBT A (N 46 mm, E S

250 mm, FifE 5 um) *!

I Bl W : 7 bh=FU)L—K—H
(50+49+1)
it 3 : 1.0 mL/min

H T A fE O JE .40 °C
it A SEon-rZu~ NI LE— 7 AT E S

2RO THREREIEKR L, BT/ v ~T 24 FEZHT

95,
# 1  ZORBAX Eclipse XDB-C18 (Agilent Technologies H

ARERMIC LD ) o ~T 2 A FORKIRFRHIZA 7 57)
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NFINnEFRZEDOHL D
(2E) oEAR) T —va v

* ENIEDR R K MRl U kS BE

s I, B R kA
e L (e(F11HiVt) sl % RSD, (%)
THRESRHEAEE 200 3 97.3 2.3
10.0 3 94.2 18
5.0 3 93.2 25
2.5 3 94.3 1.6
FHM KB A 20.0 3 98.2 15
A LFLEH 10.0 3 97.7 24
Bl & ik 5.0 3 101 0.44
2.5 3 92.7 2.1
ZoAF—[EEHEA 100 3 94.1 2.6
Fii & sk 5.0 3 93.7 17
2.5 3 91.4 1.5
- SR BB
e HorRat
RSD;(%) RSDg (%)
43 54 038
27 27 021
3l 8 0
23 29 0.8
19.3 fhEEERBRE (FEH 19.3 fhETEERBRE (R
19.3.1  [B&) 19.3.1 (8]
19.32 k7 u~ T 7 71k (#rE%)

A REDFH

1922 DAICED,

B &

Gl

1922 D BIZ LA,
(%) SiERR)T—va v




LC

& IE & L] 1T
< TRANEIIN =R K ORI Uk B
W L WMEIR 4R L SSE
= (%) RSD,(%)
3 103 45
3 102 74
3 9.9 78
-~ Ia%it"%ﬁ
S W A% FTEH O RNEINE @ EEn orRa
. _(eOhfiV) s st (%) RSDH(%) RSDr(%) Horkat
£ L 03 14 0 108 8.1 13 0.75
R TR B 0.5 g(JIf)/t
20~32 [(B&] 20~32 [B&]
w3 (BR) H3HE (BR)
FI0E~F20F (B FI0E~F20F [(BE)
GlIE-3! B!

RIETHRA & B D DIF, THEERE L (B 24 FIEES 185 5) I
BSOS AARATERKO —REOEMOEKICHE YT I DR, £
7o, BRE®DDOIR, #HEE (R 35 FIEFRE 145 &) 1K< HAR
R OBMIHZELT D DETRT,

F7o. CAS EHDHDIE, 7 AV I{LFEFAT D Chemical Abstracts &6
TN S o baWBERE T E R T,

(PEg)

i A i H &

JREET ) T Bk K,CO; (CAS : 584-08-7)
REE T L T Kk CaCO; (CAS : 471-34-1)

RIETHRAL & B2 DIF, TEEEE (D 24 FFIEEE 185 &) (I
KOS HARTEBEO —EREOFFROBKICHZLT I EDE, F
7=, BRED DX, #HEE (EF 35 FIEMASE 145 5) 1S HAK
HRT ORI ETDHLDOERT,

Flo, CAS &EHHDIE, 7 A Y BLFEFAT D Chemical Abstracts 7
THEH SN {bEYBERETEZ T,
(FhRg]
J T H &
($rEx
R T L T I Ffk  CaCO; (CAS : 471-34-1)
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(FRR]
S = I NS
| =

C4H2sNO5PS, (CAS : 24151-93-7)
CioH;)NsO (CAS : 123312-89-0)

vy Kk C,HsN (CAS : 110-86-1)
(B% ]

B 2 (BR)

B 3

AN [ VARRS
@R K B L FEFER T b N - EH IR R A b RO 2 i1

BRI S 2SZE L L TUED T,

Sy e &
(%) HGHE (%) | FIRLE (%)
9.0 Lk k=

B4 4 3 JF s A

k. KA J O A fil
" - CGLEL S O Bl A F1 A 2550 %Lk b 200 LA I
- JEF —

iz DUE LI - O AU ST B 64.0 A1 - L3

DA ER. ) 64.0 0L I
71.0 A - -
030 L4 I
0.60 A Jit
0.60 Ll I —
3.50 A i —
3.50 DL 1
4.30 Al - _
030 L4 I
0.50 A {ii '— -
050kl b B
L ot 2.50 A - o
250 L B
2.80 Al - -

BTN Bl A Bk

(FhEg]
| S =N~
(7%

vy
(B&]
AFE 2 (&)

(#73%

C,4H2sNO5PS, (CAS : 24151-93-7)

Fritk C,HsN (CAS : 110-86-1)




