

DMRQJ
写


GC/MS
LC/MS
LC/MS
GC/MS
LC/MS
HPLC

HPLC






















GC-NPD
GC/MS
99
53 75
10.0 20 mL
mol/L 20 mL
100 mL
50 mL
35 40 mL
10 100 mL
100 mL 50 mL
50 mL
mol/L mL
30 mL
40
49 mL
kg
1,200 mL p 11

5.00

GC-FTD

87 88
p 11
0.2 mol/L
10
40
mol/L
20 mL

98

100 mL

20 mL

30 mL

20.0




mol/L

100 mL
50 mL
35 40 mL
10
100 mL 50 mL
50 mL
mol/L
15 mm
49 40 mL
40
mL
0.05 1.0 mg/L
ML GC
ML GC

GC/MS

100 mL

mL

(a)

20 mL p 11
0.2 mol/L
(@)
10
40
49 mL

49

40
mL
mol/L 20 mL

100 mL 50 mL

0.1 2.0mg/L

><1.81

100 mL

20 mL



GC

FTD NPD
50 0.53 mm
100 1 10 280 15
240
280
17
GC/MS
0.25 mm
100 1 10 280 15
240
El 70eV
m/z 293 162 132 121
162 132 106 120
ML
0.01 mg/kg 0.02 mg/kg
10
GC-FTD GC-NPD

30 1.0pam
30 0.25pam
0.04 mg/kg
GC/MS
p 11



11

12



HPLC

20pL

HPLC-UV

LC/MS
GC/MS
98
10.0 20 mL
20.0
100 mL
50 mL
20 mL 40
30 mL
40
mL
15 mm
19
19 40 mL
17 80 mL 40
mL
0.05 1.0 mg/L 20L
HPLC



LC/MS GC/MS
HPLC
uv 265nm
40
0.8 mL/
LC/MS
40
0.2 mL/
ESI
m/z 311 279
ML
GC/MS
80 20 / 200
250
mL/
El 70eV
m/z 175 153 111
ML
11
0.01 mg/kg
10
LC/MS GC/MS

pm

0.25 mm
10 /

4.6 mm 150 mm
mm 150 mm
30 0.25p1m
260
HPLC-UV



HPLC
GC/MS

17 20 mL

11
HPLC

12

47,173 2006



98

106
98
4201am
mol/L 20 mL
100 mL
50 mL
40 30 mL
10 100 mL
100 mL
300 mL

15
20 mL

10.0

cm

300 mL

50 mL

40

105

93

0.3




30 mL
30 mL

30 mL

mL

20 mL
100 mL

50 mL
40 30 mL
10
100 mL

300 mL

40 mL

9.00 100
360 mL 500 mL
mL

540 mL

1,000 mL

30

100 mL
40
kg mol/L 100 mL
20.0
5.00 0.3 mol/L
cm
100 mL 300 mL
50 mL
15
20 mL
100 mL
cm
50 mL
100 mL

300 mL



100 mL

15
40
15 mm 300 mm
10
47 100 mL
150 mL
40
mL
0.25 mm 10 30
0.25pm
50 25
10 300
250 300
300

mL

125

15

20 mL



0.01 mg/kg
0.01mg/kg
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JYARBZNNRALF LYy NEOAF LU T IN—REBRE (BKEY)

1. gL a?

JEIE DR Th DWMH TR B E

7Y ARLNASA ALy b 7Y AL NASA ALy b
AF LT N— AF LT N

2. WHE

ARy G EE R R H gR A & S iRk v~ 7 Z 7 (HPLC-VIS)
Wik o~ v 777 « EE5S5HTE (LCIMS)

3. K, HKk

TITRT b OLSME, HBAID 217D E W5,

TEr=RU @ERZa~ I 7RHICBELZLOEZHVD,

K WK~ NI 7RICRELEZLOEH WD,

X7 T L X7 T L (KRR

7 P - ) R ER (pHS3.0)
HIR : 7= 576 gx®mD ., KEMATEHMNLTL00mL &5,
o VU= NI U A28gHEYD, KEMZTHEMNLTL00mL &5 5,
FUMRIZE 2 E M2 TR L, pH% 3.0 (2T 5,

JYURFZNNAF Ly MEEER KEIEZZ VXXV NAF L v b (CuHiCINg:
407.98) 94%LL A&, AT 215CTH 5,

AF LT —HERER KIIEAF L7 b— (CigHigNsSCl: 319.85) 97%LL Ea 4
Fr. I 169~170CTH %,

4. RERIEIR OFR R

AE5.00g BB, 7= W - U UWfREKR (pH3.0) 10 mL A2 T 5 53 [
g2, 27 =KV L40mL 2%, L SHEZ AN TS oMM LSIRY BE
7o 34y 2,600 [l#E T 5 0 fE Lot L. 78 b= h U L — KB Z DR e — MRS,
BT h=1rU/L20 mL &Nz, LRLERRICEMEL, o7 =KL
&GOy — MIabES, 2l n-~FH% 80 mL MMz T LRV IRE-
%, BEL., 7T M=DNIUAEEERD, ZHIUT 20%HELT N U 7 AEEHE 50 mL LTV
s AZ50mL ZMAThoMikE > Lk, E L, 7= I r—T 7 mnm
AR UEERD,
CHUCHEBEOMAKREET MU U AEIZ, ARV IBE RN D 15 S MkE L7,
T A OEREREGESRTPICAB L AOCUTTT b= U b=V nn XX @R
5T D, ZOBREMCTE =1V 20mL ZINZTENL, ZHE2RBRIAK & T 5,

5. MEMROIER
FAENHESL D 10 mg/100 ML A % 7 —/ViEikZRE L, 7 b=k U /L0 0.01 mol/L ¥



7 o T=r LA (10 9) B CAIR LT 0.0125~0.5mg/L D UEFAE % %5 i il
T 5, TNENHPLCICIEAL, BV —7 @EiEXI Y — 7 ML CRER a2 1ER T 5.

6. T

AR 2 HPLC IZHEA L, 5 OREMR TEME DG REZRD D,

7. TeEEER
LC/MS IZ L v 34 5,

8. WESEM:

HPLC

g © VIS (JIE S & 636 nm)

HTL o F T BTN ALY B N 20~6.0mm, £ & 100~250 mm,
P 2~5um

717 HRJE - 40°C

BEE : 7 F=F UL RT0.01 mOlILXEET =0 AREOIER (1 :9) b
(1 :0) FTOREARAZ2057 M TITV, (1 : 0) TLODHRFFT 5,

RO R R 1 1297 (A F LT —)

9. EER
7 Y AL NSA ALy b 0.005 mg/kg
AF L7 —  0.005 mg/kg

10. HEFHHE

1) #ABRVE DO E

TJVAZNNRAF Ly hEORAF LT NN—2RE N7 = U LR =
fe - U U FERREETR (pH3.0) THiH L., Y7 un XX HRE L2, HPLC-VIS THll
£ L., LCIMS TR T 5 HIETH 5,

2) FEER

O vrav XY RROBRICEBENHCT 25581, EOOBEEIC L BE SRR
i B TN

@ HPLC-VIS KLU LCIMS (23531 2 BEHERRIR M OSBRISIR DR ERY 70 A&, NRR
30mMmM DA T LB NWT 10 L THHN, BT LMOUEEIC LY KA EARNR
RAGENHHD T, LB L CTREIEAEEZRSTDH I L,

@ LCIMS 2B DRELRIFTHWDEEIZ LV | Flize A A AL FiE, AT 5144
VINBIRDGAENHH DT, HEE I L ICREAEERET O,

11. &% ik
FHO, BafAETHERS, 32,137 (1991)

12. i
C



77U BT FEY Y, BT LRV, BT RV A BT 4T
RO T vy ARBRIE (BKED)

1. i g{ea

JRIEEDR ) T DWE SIHTRRALE W

vty vty

7D Nl o) BV
77X 7L F
Trr7ru=—7 LA rr7ruo=17 A

BT F TV T F TV

Nl =N NEaZ e =N

2. WE

k7 vn~ 777 - REOHER (LC/IMS)

3. K, HKk

IR T S OLSME, HBAID 217 T D& WD,

TER=RFUN R~ 7T 7RHICEE LD EHWD,

K BEEIZe~ N7 7HICHELZLDEHWS,

AR )= K7 a~< 7o 7RICEELELOERWD,

e ARy BU-N-t=rrnl RUEEAKRI =TT 2L (60mg) N 12~13
mm ORY =FLUoBOH T AEICI AR -N-E =1 ) RULES
me0mg #FHCALIZb DTN EREOHBHREZAT 20 EHWS,

77U U AR KT T U F N Y A 9T%LL EE AT,

7Y 7 MY AR KRt o N T A 0% EEE T,

77 LRBEREY RITE T 7 LRI 99% Ll EAEE T,

7 roo g AEAES KLITE T =0 A 8% EEETe,

T T RXT YV MY U ARERES KNI TARXT Y N U A 5% L EEE T,

7R AF Y T AEREY KT T oXT A7 Y A 9% EEE T,

4. RERVEIR OFRHR

1) fhi

O HADOHE

AEF5.00g ZEVERD . A X ) —LEN0.2% A X ) UEREAHR (3 @ 7) JRI% 100 mL
ZMZ THIRE L 728, W3 Aild 5, AR EDOEEWICAHZ ) — LK R02% A X ) g



WK (3 1 7) IBiR20mL Z Nz THhEEE =%, L L FRRICEEL T, Alrx &b
B, 40°CLLFTHI 30 mL ICiEfE1 5,

@ NEWi DA

AEB00g ZEVEERY . n—~FH 2 30mL LN 0.2% A # U UEREEIE 70 mL 20z T
AR U 7=% . 34y 3,000 [BIHi5T 5 MmO EEL . 0.2% A # U U BIRIEE 5,

@ K&, Bl&k, LEOZOMmoOR By O5E

B 5.00g ZEVEED, AKX ) =L RKRN0.2% A X BRI (3 ¢ 7) JRIK 100 mL
EMATHEL, 74 Y U133 g#MA TR LR, WA T 5, A EOKEY
[ZA K )=V N0.2% A X V) BRI (3 1 7) 1R#K 20 mL 212 ToERE 7214,
R ERIERICEME L T, AikE A, 40°CLL T TK 30 mL (2T 5,

2) K

Vb= AR Br-N-E=rber Y FROEEEERI=TT L (60 mg) &, A¥ /) —
smL KOUKEmL ZEXRIEAL, MHKIZETLS, 2o 7 H21) THLAE
WEFEANLTZH%, KbmL Z{FEAL, MHRIFE TS, ZOHTHIAX 7 —/5mL
ZIEA LR E 0 SO ERMESTIZER Y 40CLLFCTA Y /) — L EBRET D,
ZOFERBWIIKEOA S 2 — (7 2 3) JRIK 1.0 mL ZINx TN L, Ta i RE
WweT 5,

5. MEMROIER

L7y ao AMERESIT 10mg 2K 3 mLICEE%, A X —L %% T 100 mL &
T 5, ZDMOFAEAER T 10 mg/100 mL A ¥/ —/VIRiR 245, Zh b Z2KKE A
&) —v (7 :3) {RIETAIRNL T 0.05~ 5mg/L DIEAEEIKEZ SRS 5, TE
FULCIMS ITHEA L, B—7 @ik e — 7 mfaE TR EREERT 5,

6. E&

ABRIATE 2 LCIMS IZIEA L, 5 ORMEMR THME O G EEZ KD D,

7. HERSEER
LC/MS |2 XV fEiB T 5.

8. WESM:

LC/IMS

HTL o F T BTN B N 20~6.0mm, £ & 100~250 mm,
B2 ~5um

717 NRE 40T

BEME : 72 b= KU VRN 0.01%FEsEORK (1 :19) 726 (1 : 1) £TO
FEE AR A 20 47 TT 9,



A4y mliz) : 757U ESI+
77D ESI+
77 L% ESIH

(ZFU T 455

{

‘
7 ru=7L ESIt+I|

‘

(

ZBuT 424
BT 348
2T 459
ZEUWT 646 XL ESI— {28\ T 644
W\ 423

77V ESI+
77X A ESI—
REF O A% 1104y (7 7BV V)

9. TEERM
BRI GALA IO T 0.01 mglkg

10. HEFH

1) PBRVEDOBEE

N A N e il i) BV A gl P SR N ol i w =ty BV NI a7 SR AN 4
Dt 7ax v badlBnb A X )=V 02% A X U UERISIROIRIE. £721%. 0.2%
AZ Y UK T L, Y= AR_RPU-N-t=er ) RUEEAKRI=FT A
THRM L%, LCIMS THIE KR OHERT 271 TH 5,

2) TEEM

D LCIMS IZ31F D FE Ay K ORRBRIATR OFEHER) 72 e A BT, NEE 3.0 mm DA T A
IZBWNWT 10uL THLHN, BT LROEBEICEL Y RERFEAEDNRRLIGERH D
DT, MG CTRBFEARZRFTL 2L,

@ LCIMS 128 2 MERMHITHWDEEICL Y | faliZe A A ALk, AT 5404
VIRBRDGENHDHOT, E D L ITRER AR 52 L,

11. =& 3wk
L

12. i
C



