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RmREEXRFE

HMERATEFEBRERBAE
REEMNNE BEGE-BERRIEE

1 BHE

FHRERETHVHREPERERREGEY 4.4 HEXHERRGBELW QB EEMEAH G
- BB R T I R .
FIREERTHOIAAAMSEPE FERRBFEY 4,4 - “HEYH - FREFEORN.

2 MEMSIAXH

TSI TFARICGH N ARLAT K., LEEBHNSI HCH  ERHNRAERTEX
. FLRAE BSOS, HEFEA (BHEFENERYE A TA .
GB/T 6682 4HrLie = /K& MR F &

3 F#E

R PRER 4,4 T HERER, B RE ET KRG, 750 F BUK B R ZE B, WA 658 5K
BOEHENE, AlREER.

4 FHFFHHE

LU B A BR R B T B B AR 3 0 4 i i) s K R FF & GB/T 6682 BLER— &K,
4.1 4. 4-"HBEY _ERMBR . SE>98.0%.
4.2 4,4 -ZWEEH FKR-D, R - S8>98.0%.,
43 ZFE.-6i%d.
4.4 FIEE.fE4,
4.5 FTKERERH.
46 IECh.
47 ZERE.
4.8 —HEHBR.
4.9 0.1 mol/ L ZBEHER B 1.93 g, FiKBEMBIHHREZ 250 mL,
410 752 HEKIEW-BUREE 75 mL, K BEBARBBEE 100 mL,
411 TSNP EUKBERBAMIET S B 755 FEUKE® 100 mL, iNiE 8 4% 100 mL, 45, B4 Z,
REER®.
412 1 mg/mL 4,4-“HEHERFED S -BERR 4.4 -“HEH XK B G 10 mg, F
10 mL BA A-FREABREFRIFBEEZAE, A REEN 1 mg/mL & 4,4 - MEH ZFRIF
BEEHE. 2°C~8 CHREFXH3INA.
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4.13 10 pg/mL 4,4'- AR "R IRARE TR S HER 1 mg/mL 4,4 - “RES "R RITEL &
W 1.0 mL, T 100 mL B, P BR MM B 2B, H B ER 10 pg/mL K 4,4 - “FEHZ

EIRIRET/EW. —18 CRE, AR IANA.

4.14

1 mg/mL 4,4 -"REH - FR-D: RETER - EHRK 4,4 - " HEH ZFER-D: X B H
10mg, FIOmL EBEMN, F - PEFERERIBEZZE, REREERN 1 mg/mL 8 4,4- 5%

¥ ZER-Ds AW . 2 CT~8 CHRE FABM3TA.

4.15 10 pg/mL 4,4"-"FYEEH ZHMR-Ds bR TAEB - HEHF BB 1 mg/mL 4,4 -"HEH =K R-D
FRAER 4% 1.0 mL, F 100 mL B, FI F BR MM B E 2, A BIKE S 10 pg/mL # 4,4'-—

MR TER-Ds RETLER. —18 CREF.FHHH 3 A

5 {(H#EMigHE

5.1
5.2
5.3
5.4
5.5
5.6
5.7
5.8

WA BTSRRI AL B E B TR,
SPHT RV & 0.000 01 g.

RF E&% 0.01 g,

BIER G % .

B,

AL,

B0 50 mL,

0.2 pm,

6 HHHHEERSE

6.1

R A &

6.1.1 BE

BUE B & SR i = XS |, 258, H R,

— WY BRJE B & 1R R
—BRERENEBRR.EAEEEN.

— B BE N B TS E IR E AR E TR 1R 0 = B B iRt .

6.1.2 BHLA

BUE BHT SRR RIS AU, &, R

— B A & FE AR .

—— BRGNS AR ERELE.

—BRHYREKEBHS FMBERENRELEREAZ B8 FMEAN.

6.2 HPENRE
—20 CUTHRE.

7 MEGE

7.1 BEE%4&

2

PRIV 2 g1£0.02 g, F 50 mL B0 B H, B0 10 pg/mL 4,4"- ZFEEEY —HBR-Ds et TIEHE
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B,ImM%KBRE 2 g, Z/F 8 mL, B\ 0.5 min, B 5 min,5 000 r/min F.L> 10 min, B EHER, T
40 CHSKT, N 75 % HBUK S BAAMES S 1 mL, BHE 10 s, Fn 75% FEBUKE® 1.0 mL, K4
BIERE,F 40 C/KA%BH#EE 5 min,2 000 r/min B0 5 min, BT EH B, BB IR, 4EH0H @ %-H 5K
FEENE.

7.2 REHZHEE

HH R 10 pg/mL 4,4"- TR EH R RARME TR 10 pg/mL 4,4"- " REE —“FRK-D;s 17K
TAERGER, 75 % P RS HR R, B AR 4,4 - R R BR-Ds B K 100 ng/mL LUK 4,4'-
TRSERY BRI X 2.10.20.50,200 Fl 500 ng/mL & 5 %F B W, BLHOMH G- R KRR E .
LA AIE 28 T 5 £ i e B A AR A, AR M TR UK BE R B AR AR 2 Wl AR ME R R . SRIE R ORI AE ¢
Y.

7.3 AE
7.3.1 HHEBHERE

7.3.1.1 @A .Ce(150 mmX2.1 mm, B R 5 pm) ,BAHNE,
7.3.1.2  FEhAE . FEE+0.1 mol/L ZMREW W (75+25 4k ).
7.3.1.3 0.2 mL/min,

7.3.1.4 Hi|:30 C,

7.3.15 HEEE .20 pL.

7.3.2 RigEH

7321 BETHE-EHEETE.

7.3.22 A#F:AEFEAM.

7.3.2.3 R . B R %EN.

7.3.24 BWEHE.3.0kV,

7.3.25 WiR:110 C,

7.3.2.6 ZE4LBE 350 °C,

7.3.2.7 HEASKWMHE.50 L/h,

7.3.2.8 FALS W 450 L/h,

7.3.29 EH . EEBTFHMELEERMEERLE L.

£ 1 DNCHAKMES ERE T REFLEE RELEE

EHE T & BB Tt gflmE R R
#“Y
m/z m/z Vv eV
300.9>136.9 18
DNC 300.9>136.9 20
300.9>>106.9 32
DNC-Dy 309.0>141.0 309.0>141.0 20 18
7.3.3 #WEZE

BUB RV ORI XS RV P AR B R, R AR, A T R HE 0. R I R e X R B
LA-TREY ERR 4,4 - R R R-Ds IEE RN AN SR NREBEZ N, RS

3
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BB T AN 5 2 AR AR R OB T AR, AR 2 IE SR, W RBRAIS H
FHRARR TS SEREFREOHEE MR A,
x2 AHMBRRPEFENEENANRELER %
A Xt BE Rz
>50 +20
20~50 +25
10~20 +30
<10 +50

7.4

FARE
BRAN Rt b, 3R F 58 240 R 09 25 TR AT P AT HR1E .

8 HARITEMRRA

B R HE
AA;SCSCI‘S
- A,-SAsC:S

C

SR A 2R R ;;;:a N T

s, A

Rk DNCEREEHRXNQIHE:
X =2

R

¢ —RBEEWP 4,4 - TR TORRIERE, RANAREBEH (ng/mb);

A —RBEREWCP 4,4 - TREY T RRKIEE R

Als— BB 4,4 - R EY FR-D: BYEHERH;

cg — MWW 4,4 - "B T ERNEE, A M T EET (ng/mL) ;

c.s —REEFW T 4,4 - R THIR-Ds R, BALN AT B ZET (ng/mL);
As— AR 4,4 - Y XKD WIEER;

As — W BB 4,4 - RS T E R EEH;

¢y —FTBEWH 4,4- RS T HKIR-Ds BKE, BACANTEZEH (ng/ml);
X —REE T 4,4 - RS KRN RE R BN ET R (re/ke) ;
V —BBRRAYHE 5% P EKERNER, B REF (mL);

m —HRRRER, BRI (2.
. HEERENRSHA NSERATHAEHERTEHEER, REMEREF.

9 BAFZREUE AMENREE

9.1

4

R
AFERBPRY 0.5 ng/ke, EBBH 1 pg/ke.

e (1)

(2

e (3)
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9.2 HWE

A ENEIRBZE 1 pg/kg~10 pg/kg FANHEE IS ULAKBEE 1 pg/kg~300 pg/kg B MM REK
FEEREREN 80%~120%,

9.3 BEE
Z T ¥k B0 R X AR E AR 22 <K20 Yo , L T A ST AR R 22 <C20 %% .
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B F A
& & B
4ng/mL DNC std 21-Feb-2008
DNC080221_05 4.50 MRM of 3 Channels ES-
100 309>141
3 1. 24¢4
%
0 At
2. 00 4. 00 6. 00 8. 00 10. 00
a)
DNC080221_05 4.59 MRM of 3 Channels ES-
100 y 300.9>136.9
9. 17¢3
%
0 e e ——————— Tt
2.00 4.00 6. 00 8.00 10. 00
b)
DNC080221_05 4,62 MRM of 3 Channels ES-
100 o y 300. 9>106. 9
j 756
%
0 Tt
2.00 4.00 6. 00 8.00 10. 00
9]

i .

1——DNC #$4E 8 F F & £ 3 (300.9>>106.9) ;
2—DNC #1E B FH E 615 & (300.9>>136.9) ;
3——DNC-D; R 7 5 & 63 (309.0>>141.0);
——ZHAHRBEFRAEE(TIO.

BA1 4,4-“HEH-KREARDHFEBRSESFREEEEG ng/mL)

muscle blank MRM of 3 Channels ES-
DNC080221_04 309>141
100 107

%

0

0.00 1.00 2.00  3.00  4.00 5.00 6.00 7.00  8.00 9.00  10.00
a)

HA2 BIREAZARERESTFRAGER
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DNC080221_04 MRM of 3 Channels ES-
100 300.9>136.9
86.1
%
0

0.00 1.00 2.00 3.00 4.00 5.00 6. 00 7.00 8.00 9.00 10. 00

b)
DNC080221_04 MRM of 3 Channels ES-
100 300. 9>106. 9
1 66. 5
%
0 T T T e e T T T e T T e e e, f

0.00 1.00 2.00 3.00 4.00 5.00 6.00 7. 00 8.00 9.00 10. 00

c)
P
1——DNC 4#1F B F B 5 15 & (300.9>>106.9) ;
2——DNC ##1E % F R & 4% K (300.9>>136.9) ;
3——DNC-D; B FFE 6 A (309.0>-141.0);
4 SHARLE FREZE(TION.
B A2 (8
21-Feb-2008
2 ng/g DNC spiked MRM of 3 Chamels-?fé
DNC080221_07 4 290
1003 G27 o5 5755 47.3.72 513 5.01 69457 812880952
%
(1 S IS0 NN AL B B L S N AL AL AL B AL B AR
2.00 4.00 6. 00 8.00 10. 60
a)
DNC080221_08 MRM of 3 Channels-ES-
100 4.49 309>141
1.6
%3 led
L BN Sl LA B A B B B LSS S AL NI B AL N A |
2. 00 4.00 6. 00 8.00 10. 00
b)
DNC080221_08 455 MRM of 3 Channels-ES-
100 y 300. 9>136. 9
% 1. 25¢4
L) I LS LA AL B AL e B AL R R B LU BLELLNLE LALLM UL
2.00 4.00 6.00 8.00 10. 00
©)
A3 BTANBASEM44-—HES—EREAFDEEREEFRESEEHQ ng/

7
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DNC080221_08 457 MRM of 3 Channels-ES-
100 y 300.9>106.9
971
%g 2.59
[ S B B B B o e e O S AL i e i i 2t a2 i WS
2.00 4.00 6. 00 8.00 10. 00
L))

WA

1—DNC #+4E B F B & 6515 1 (300.92>106.9) 5
2——DNC $$E B 7 B & 61K (300.9>>136.9) ;
3——DNC-D; ##4E B F R & 1.3 K& (309.0>>141.0) ;
A—BHAABETFRAREER(TIO,

B A3 D)
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