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1 EE

SN/T 4401 AT HE T
(GC-MS/MS) \ ¥ # & i i / |
(GC-FID) , Bt A B £ I #F (GC-NPL

AR 4338 P T AR PRV I 7 T SR R Y AE B
%Hﬂj‘ﬁﬁﬁﬂ;}\ﬁiﬁ#&*ﬂm{%“?%ﬂﬂﬂm%&‘

il 7 7, B A -/ RO
R2E VW ST R

i/ 5V v O - B/

2 MEMSIAXH

T F SO X T AR SO B LA
. FLERAE B HE T RSO, H
GB/T 6682 4= Ak

I A BB AR AR & A T A 30
A3

3 SHEBIE-RIE/RiEiEGC-MS/

3.1 R

AEEBEREMFET. AL
(MRM) , FI{E& 97 ) OR B Bt (8] A1

3.2 AASHH

3.2.1 SEEFH/K R GB/T 6682 #1
3.2.2 HEAH 4.
3.2.3 HE.Agad
3.24 ZBRZEG s,
3.2.5 BEERABRAE S : CAS 6740-88-1, 4 BE>99.0%,

3.2.6  SABEERBRMEGE W MEFFREL 10 mg O 2 0.1 me) #h R A ML EAFR #E & T 10 mL A&+, A
FEERF EAZZE, BH RKERN 1 mg/mL FRMER SAE & W . T —18 ‘CLUT KAH LR 77—
£, RRPREFTERBEEA.

3.27 &K 4E>99.999%.

3.2.8 AK AiE=>99.999%.

3.3 UBEEBEM

3.3.1 SMHEE-FE/ FHiE(GC-MS/MSHY . it A FEHHEEEFHED,
3.3.2 ARRTFAL.

A 25 I RL I 9 49 AR K
ER
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3.3.3 BLOWLFE#EAKTF 4 000 r/min,
3.3.4 St R EE 0.1 mg.

3.3.5 @AEPKIA,

3.3.6 RIEIREGER.

3.3.7 ZWEF MM,

3.4 HmETALE

BURK BN E 1 mL BF 10 mL BZEE.LEH,H 4 mol/L A&/ IE pH 13, 2 mL ZBR LB
S ANZEBUF K, LA 10 000 r/min B0 3 min, BHLEGHEBRES —RAEHR, F40 CTAIKT . ZE
YR 200 pL HEEA R, B 1 pL i GC-MS/MS 43 #7 .

3.5 SHEGE-FE/ REE
35.1 UBSEEXH

{4

a) IEAE SYUEEFRERHEERAEBHMEH,.30 mx0.25 mm(H#E) X0.25 um, A H#H .

b) #i#:1.0 mL/min,

o) FRFAEE 120 CAEHF 1 min, L 20 °C/min M#EZEFHEZE 250 C,f£4F 1 min,

d)  FHREOE|E.250 C,

e) FEOEE.280 C,

D #REFR . W10 1,

g) HiFERE .1 pl,

hy BEFX.BFEEHEHED,

D EEBERER.70 eV,

P OBFIRERE 230 C,

k) YR AR 150 C,

D fiER &R,

m) FHH R YEM (MRM) , E & BT m/z 180>116. 1 (FAL i fERER 25 V), E W& T
m/z:180>151 (AL i g & 10 V) ,m /2 :180>145.1 (LR fE & 10 V),

3.5.2 tREHEZRLH

Bz FURE a4 IR 3.4 A0 3R . A5 (0 RF o 15 VBOHS SR TR A A 45 R (3.2.6) R R R R 15 B I Mk B
0.5 pg/mL.1 pg/mL.2 pg/mL.5 pg/mL.10 pg/mL.25 pg/mL B b5 HE TAE R , ¥ B B K 2 & A A
Do DABR e T AE VA vk BE R B A b, 8 B S B (A R 0 RO AR AR S AR TAEMI R . AR UEVE W
#) GC-MS/MS £ f i W i Joft & 233 (51 2 LR S A i AL

3.5.3 EEBME
T W 8 S ) S i 7 7 A s o Y 5 P S B N o e L DO 7 A R U PR A AT
3.5.4 EMHE

e BE_E o 2% 00 S SR R o T 39 A SRR R Y R 0 T e R B A I A o AR T R — B
ARG B AE 2.5 %0 2 ) o B i o B AR AL S 90 09 PS8 B0 AR X = B8 5 9k 88 R 224 A o 7 VBP0 A X 2
JE — B0, A X B i 22 AN 2 1 B9 AL L U AT B A P A A S R
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R EMHETENFENRALTRE

X B FERE L >50% >20%F 50% >10%ZE 20% <10%
R AN IR 2 +20% +25% +30% +50%

35,5 Z#HRItE

DA & - o B % 3 4 3 (1) 3 8 A 0 AR i o S P T VR B
AV,
AgV]

C= X Cg s0s susisasnansenasanenssssenes( | )

K

C —— Kbt v SRE R VR BE , B0 R e B 2 T B8 U 8 38 (pg/ mL B pg/g) 5

A — R R BV Vv G TR e T AR 5

V, —— R F B WA AR

Cs — hnhrAE ah v SR iR B W BE , B A I e B A BUE e 8 58 (pg/mL 5 pg/g) s
A, ——TIARFE i v S R Y 0 T AR 5

Vi —— R R,

3.6 =K

BRRFREURE f 4h , 293 b W58 A% 1 R BRHEAT
3.7 AEEER

AJ7EHERIRA 2 ng/mL,
3.8 [EE

B E R E R AR & =AW BE K454 :0.5 pg/mL.2 pg/mL 1 20 pg/mL, ¥ B K%
FH IS AT RE i 2EAT A v SR AE 5 8 (8105 A R K 2 B AR 00 L 45 SR 26 B L [l it R #E 80 % ~120%
Z (8], X R R 22 3 <10 % .

3.9 sirE

RE d O 4% A A5 R ) iS4 00 5 40 o 7 TR SR A AR 1 R 3R AT A 1 U 2 ST 0 R SR o Xof 22 fH A
SEARFEE 15000, 5 BB 7T 5 M b P A5 . M2 >152, 2 BEUER
AR R EHEATIE .

4 HAEBE-RIE/ R ik (LC/MS/MS)

4.1 JRiB

BAETE B YE 2 AF T C BR Z R R BUAE WA b vb o SRR TR P YR €5 33 B % / R 3% 3 W00 . R 6 3E , 4
L ER

4.2 &RF
421 RIHKHI GB/T 6682 $iEH K.
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4.22 K faigag,
4.2.3 HWR. g,
4.2.4 CLPRRE . faikal,
4.25 HAthld 3.2,

4.3 (UK

4.3.1 ARSI/ ik (LC-MS/MS) X . it 4 H B % 5 F ¥R (ESD
4.3.2 HAth 3.3,

4.4 tEmibE

BUR B M3E 1 mL & F 10
A3 BIZEBUBI Y, L 10 000 r/min
YIH 200 pL HOEE-JK (1 : 1) #F
LC-MS/MS43#7 .

L&A pH 13, 2 mL Z 8 Z g
B, F40 CTRART,. %R HE
45 pm FHHLFR I8 BE, B 5 pL

4.5 WHEBIE-FRIE/RiLE
451 LCHBE&H

4
a)  fai%kE.C18 R, 15
b) WA WA A R aigoKin 2% BR A1 5 mmol/L Z BR

A F EK . YRORE 6 BE R R 4

ST B ZHE . EH N1 ¢ 1

R ] B A £ i LL )
min %
0.50 10
2 20
3 90
1 90
5~8 10

c) L##ES prl,
) H|E.40 C,
e) Wi :l mL/min,

452 MS/MS 3 2&#

@*ﬁ:

a) HETR-EBEEFEE,EET,
b) BEFmFHEE:5.5kV,

o) FIRAEHR,60 psi.

7. 1 psi=6.895 kPa,
4
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d) FHS:HAX,60 psi, @E 650 C,

e) WMES .AX.

0 PR .QIUEAA)Q3IHLL),

g PR ZRMEI(MRM) , BETF m/z 238.2, EBFEF m/z 125.1, EHFEF m/=
179.2,m/z 220.1,

h) HEfEREE . m /2 238.2>125.1 5 40 eV,m/z 238.2>179.2 3k 22 eV,m/z 238.2>>220.1 K
18 eV,

D HMSH. LEBEDP)N 26 V, A\DBEEREP)10 V,flffEH OB ECXP) K 3 V, 4%
4 % B8 iF (8] & 3.89 min,

453 fREHEZHLH

B iR R 4.4 03,
5 ng/mL.12.5 ng/mL .25 ng/mL§
FERLI , LASE B F B 7 1 AR -VR AR AL A5 Bl AR o
O W o P S LI A2,

B.2.6) BHMBHBNNWEN
R AR o A VR VR BE A B e o
AR EE E AR fh LC-MS/MS £z

454 TEEWE
o 0 Y P S D ) e o P D) O 7 5 R AT
455 EMAZE

AR s B O B Bk 1] A B 28 S B B I B 5 (m / = 2
SE M S FoAt 2 PR E SR ] 3.5.4.

456 ZRITHE

m/z 238.2>>179.2.m/z 238.2>>220.1)

[A] 3.5.5,
46 zZ=HIXRK

BRASFRIBURE i b ¥ 3% EAY
4.7 HEEER

AJ5 B HIERRA 0.3 ng/mL.
4.8 [ElE

T 5 S T kAR R R = SR BE K F 43 51 8 5 ng/mL .50 ng/mL F1 200 ng/mL, &4~k B KR
FA LA AT HE 5 4T 45 v SR TR o5 2 [0 WS LA a5 SR 3R B L IR B 7E 806 ~ 12004
Z[8] AR % 7 o 22 <<10 %% .

49 #RFE

P O 4 LA b 25 B[R] B P47 90 8 PR 76 R M AR T 2R A B9 T OS2 U S S5 OR  48 XF 2 (R B
HEARTVEER 15200, € BEE AT 5 PO FRE S E /L. HXMEESL%, EREER
AR HREHHAETIE .
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5 SiHf@itE(GC-FID #1 GC-NPD)

5.1 R

B P SRR 22 2R R A UL 3R L UM B LA UK B T A T 4% (FID) SR H 3
B A LB A T 28 (NPD) AT, 55 747 # 41 () S0 6 b oA i 2 AT EC X o LA B B8 B ] RT { CAH X O
B Sl RRT {EE 1, g EARIMR L E R .

5.2 #F
[d] 3.2,
5.3 (R EEH

5.3.1 S A IEL . Bl A kM B F LA 28 (FID) F1 & B K2 U 2% (NPD)
5.3.2 HA[H 3.3,

5.4 HmibE

BURBEME 1 mL BT 10 mL HREBE.LEF A 4 mol/L SE LM pH 13,/ 2 mL ZBK L
Jr A ZER P, L 10 000 r/min .0 3 min, FPLERHFEBRER LB P, T 40 CTRIKRT R HE
Y1 200 pL HERE AR B 1 L 3 GC .

55 SHEEBENE
55.1 MUHFESEFH
5.5.1.1 GC/FID &% &%

LA -

a) EiEAE SRR EREAS AR EMEH,30 mX0.25 mm(KE) X0.25 pm, HAH L H .
b) i :1.5 mL/min,

o) RFFHRE:120 CLRFF 2 min, P 45 C/min B#EFEFIR E 280 C,fR¥F 5 min,

d) #HEDOEE 280 C.

e) il & i BE 300 C,

£ BRI AR50 5 1

g) #FRE:1 pL,

h) A RRHE=>99.999%; AW 30 mL/min; 25 S & : 400 mL/min; BRI &-

25 mL/min,
5.5.1.2 GC/NPD &#¥ &4

(D

a) g SUAREPFRBHEAKAEBHMEH,30 mX0.25 mm(KFE) X0.25 pm, A E .
b) i :3 mL/min,

¢ BFIHR:100 CTHHF 2 min, LA 20 °C/min KERFHEE 250 C.

d) HFEORE.280 C,

e) KA 340 C,

0 FHFEF WL W30 5 1,
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g) HEHE:1pL,
h)  #RARAEEZ>99.999 00 ; AR 3 mL/min; 53 & :60 mL/min; B : 10 mL/min,

55.2 tREHEZALH

Bas I RE AR IR 5.4 AL, P BTAS AR o VA VBORE SR G TR  E  A TR(3.2.6) 7B G RS B 10 vk B
1 pg/mL.5 pg/mL.10 pg/mL.15 pg/mL.20 pg/mL.25 pg/mL KR HE T VE 7 . W B AR 2 5 i RE 46
W, LA B b it e T RR N v AR L A5 B0 o il 4 [l 0 i AR . R SR DS 0 b SRR R 9 BE & GC-FID 8
WS LA AL3, R 5T DT C I b SRR R i A GC-NPD i B S WA A4,

5.5.3 EEBMNE
5 R 9 P SR D ) i 7 B 7 A b o ) 2 AP YU L P o e e L U L R S R AT
55.4 #HRITHE
[7] 3.5.5,
5.6 ZAIKK
BRASFREURE G A1, B4 R 58 2% 1R AL BREAT .
5.7 HEERR
A I EH . GC-FID i€ &R 3 ng/mL,GC-NPD i EH)EBR K 1 pg/mL,
5.8 [EI4rE

6 B P Tl v P AIK P  = SVR BE K43 51 R 25 pg/mL 10 pg/mL fl 20 pg/mlL, 54N ¥k BE KR
FH R A AT RE S 2547 SR R AR A BRSO 00 [ e DA Bk % B A58, 45 R 3R I = I R 7E 80 % ~120%
Z 8] K R <<10%.

59 fFE

o ity 07 45 A A5 R 1) oS4 00 R 0 o 7 B A AR TR BRAG B R U S 0 SE 5 2R ) 4 X 22 (R R
A AR HME ) 1090, %€ B BOUE AT 58 L L BT AA P 3B 48 i B . ARXTAH2E >1000 & R
ANERE T EHAATIE .
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M x A
(BB RO
SEMPNSEREE

80 000
EIC m /z:180 >151

60 000

40 000~

20 000

0
60 000

EIC m/z:180> 14

40 000

@ 20000
# L
-3 ok

150 000

1
EIC m/z :180 >116. 1

100 000
50 000

0

300 000

200 000

100 000

0

180>145.1,

BRE e EE

i R EAETE] 7.373 min, E M B
BA1 ERD
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40000

EIC m/z:238.2>220. 1

20000

EIC m/z:238.2>179. 2

40 000-I

20000

0

3 R

150000

100000

T

50000

EIC m/z:238.2>12

0]

200000

T

100000

0|

TIC

0

. Rt 3.89 min, EHEF m/z 2 R m/z 238.2>>220.1,

BMA2 ERCTAE MEEeiLE

WA
10 T v T v T L] T T T
2 4 6 8 10

PR BB 18] / min

. B rpidg 1 U ER @35 4, £R B E 6.05 min,

A3 EFRCTEMRSRINFERE GC/FID A &R
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6
PREIF A/ min

E e B 1 o SRR 3 0, OR B2 A (E] 8.25 min.

A4 BRI EC AR SRR B A s 7E GC/NPD iy & i [F

10
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