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1 SeE

ABRAERLAE T F il 2 i A A B A it o 1 0 AR D0 PR g A RS B 0 T vk
ﬂl 4

E
AR SE FH 6 A2 b A B A R 12 0 R DY S PR g o A e 1 T

E—ik SHEBIEZE
2 R

BB 14 @%\@EHWXW SHEREJE AR TR AE S R S A A oy B R R KK
ARG I A I L LN AR k2

3 F A0

BRARE 55 A BT AR 5 1 B ATRGR 3 0 20 M i K O GB/T 6682 JLURE ) — 2K
3.1 i
3.1.1 N, N-ZH LB (DMAC, C, HoNO) : 415 >99.0% ,
3.1.2 JKEE RRYE RS 2E i B ALY - B HTURMR I GB 31604.1 B HLAE .
3.2 X FIEH
3.2.1 RHE MR RSSO ALY < 4 GB 5009.156 #RAE .
3.3 #RifEm

3.3.1 13 (CyHyy » CAS 5. 111-66-0) . 40 B =>99.5% . 57 28 [ 5 IAAIE I 852 A e 9 I UE 5 49 s o
Y.

3.3.2 SERE(CsHig s CAS 5 :540-84-1) , 4 B =>99.5 % , ok 28 [ KN UE I 42 7 b o 4 55 00F 15 1) 4 o
Yl

3.3.3 AWM (THF,C, Hy O.CAS 5 :109-99-9) . £l if ==98.0 % , 5 4 8/ SN UE I 82 F b 9y o iE 45
() b HE ) I

3.3.4  PUSE LI (THP,C, Hyo O, CAS 5 :142-68-7) , 4l & =>99.9 % , 8% 25 [F S A E I 82 T b v 9 3 3iE B
(A P

3.4 HRAERRELH

3.4.1 1-FWARUEAE AW (2 mg/mL) : f B 45 mL DMAC F 50 mL A&, EKE B E
1
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0.000 1 @), FMIA 1-54 100 mg, 2y 150 pL, S FRa OB 2 0.000 1 @), H] DMAC %, K1t
BO-EmEHE . T4 CCROGRAE . ARON 3 AN A .
3.4.2  1-2EMEARUE R R (200 pg/mL)  ERFE I 1-F MG bR fERE 45 1.0 mL T 10 mL Z5 &t
DMAC E4 . RA7E5MR 3.4.1,
3.4.3  1-2EM K R RS 2 S B A AR U T ARV W TSRS 4 RS B 1.0 mL K 3k (R
WAG IS I T 6 A T2 b 57 B B H R 0 35 2 k. A0 T B 2 2 o B AR U i AL 200 pL
SEERER AR RS IR AT . FRBE SR A R AT IO VE 4 07 i B S R I 1 0 A o D )
W % DMAC, 8%,
3.4.4  1-EIEAORTIN A BAR E ARV 3 B BRI 1 g O 22 0.01 ) BBl 7= 6 A T2 il v, S BT
B R FIAR 25 % F . MO v O % o B SR A 200 L S5 S o P b R D VA R L TR AT . H TR B S A
g ALL TS 1R A I A [T AR R 1= A b of o (0] W B2 DMAC LIRS
3.45 SR FRE & (2 mg/mL) : I 45 mL DMAC F 50 mL %5 & i . 5 ZE 5k i OFf i &2
0.001 @), FhIA 100 mg FHt. 2 150 pL, FHHFRE OF6f 2 0.000 1 @), ] DMAC E 4. WifitHE
FEERERH L . PR AF SRR 3,41,
3.4.6  SEELENAR T EE W (120 pg/mL) B H 3.0 mL S L N bR A% AW T 50 mL &R T,
DMAC E4 . A5 3.4.1,
3.4.7 KL ERME GEAE2E THF ARMERE (2.2 mg/mL) : 54 99 mL /KF 100 mL #¥ & i, 47 ZE K
HOBHE 0.000 1 ). JIA 220 mg THF, % 250 pL, EHARE G # £ 0.000 1 @), F/KES . Wit
S THF M. T 4 CHEOLRAA AR 1 A2,
3.4.8 UKL ERYE G AE IS THFE AR PRI (22 pg/mL) 5 HL 90 mL /KF 100 mL &, F &
A 1.0 mL /K3 THF druifilf &0 K EZR . AP 3.4.7,
3.4.9 THF /KEE R EAS S & MBI A I bs v T ARV 40 BB 45 mL K3 BRI A 28 &
B T 6 4 50 mL ZREIR . R A2 A —E ARBUW K I R M RS2 THE bR i v 8] 3%
JHXH R 0 £ b BB 400 o 2

WERR RS I 3R W45 10.0 mL 4330 F 6 AT A i b, 57 B B 8 oRn 40 25 2 B . o v S 4 B B
100 pL 7K R ME CIKE 2E THP PR v (8] W5 o B oA 28 TS i 1R 2
3.4.10 UKL ERME PRS2 THP NAR#E A (1 mg/mL) : 5 99 mL /KF 100 mL %5 &) . 5 ZEFK
HOBHZE 0.000 1 @) A 100 mg THP, % 150 pL, T H B8 CRE B £ 0.000 1 @), FI/KEZ . Kt
BOTHP vk, RAF SRR 3.4.7,
3.4.11 UKL RYME RS 2E THP AR ENAR (70 pg/mL) 8 HL 90 mL 7K F 100 mL #& &I b .
A 7.0 mL K3 THP NFRE S K ER . RAFSRAEIR 3.4.7,
3.4.12  yh¥E THF FRAEME4 W (1.0 mg/mL) : 8B 45 mL DMAC T 50 mL 25 & i, #4528 fr i O
% 0.000 1 @), FMA 50 mg THF, %y 60 pL, AR & G 2 0.000 1 @), /] DMAC E % . K#fiitHE
THF W, ORAFS51FR 3.4.7,
3.4.13 il THF b [RIE R (50 pg/mL) BB 1.0 mL jilitE THE FRAERE & T 20 mL &)+,
I DMAC JEZ . RAFAAFIR] 3.4.7,
3.4.14  THF #oii il A BoAr i TAE W 20 SIFREL 10 g R 28 0.01 @) Wi il 1 6 A Tos il b, 37 RP A
PRt AR TR B, F AR SRR RE B 100 L Jh Pk THP AR o 18] 102 1 BE 2520 5 i A 485 TR s i
Fie e A3 I o ) A T2 O R A — @ IR Tl THF bR b (8] 7 0F DMAC, FL il 5 2% A3 fi %)
B AR AR T ARV
3.4.15 Pt THP WARf#A M (1 mg/mL) . 5 45 mL DMAC F 50 mL ZF & . a7 €/ i O i 2
0.000 1 @), FFANA 50 mg THP, %y 60 pL H B FR & Ol 2 0.000 1 ), ] DMAC €% . Ki#fiitH
THP (e . fRAF 55 FR 3.4.7,
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3.4.16 itk THP NARH IE W (75 pg/mL) B H 1.5 mL il THP NARGE & T 20 mL 25+
I DMAC 5% . AT AR 3.4.7,

4 (LEEFiEE

4.1 SRS BL S B B TS A A RN SO AR AR 2% (FTID) .

4.2 THZSH 20 mL, e & B0 25 AT AR I sl A AR PR AR M el o B SR B2 Ml e i — T R R AT R U M
&JHWTmTﬁLW@%mﬁlmMT%%hréaJﬂYHWWQUF$F£+%DH%Eﬁ%%@ﬁﬁ

B AT AL AL PR I ZE MK 2 A0 26 15 min, BRI, Ak oR (A A9 B 5 L T Uk A R PO AL

4.3 ZEI:10 mL.25 mL.50 mL,100 mL,

4.4 fEEFSES:25 pL.50 pL.100 p1.250 p1,500 pl,

45 W .1 mL.2 mL.3 mL.5 mL.10 mL,

4.6 S3rHr KA & AR 0.000 1 g.0.01 g,

5 TR

5.1 iX#Hl&

I GB 5009.156 & GB 31604.1 #y 25K, 0 AE i 47 3 #1050, 159 3 & m A Y il i . 2R A 3
B AR BE D AT T — 2, O B T 0 °C ~4 C ok h LR AE
7B BT A AL VR Ve ZN B B RS AT — R

5.2 REHE
5.2.1 ATAE1-EEHKE Bt BFLXEREMDRBNGEE

MAEFL IR PRSI 1.0 mL 7K 6 £ B SLY) T T00 235 L v o 7 B0 R s 0 0 0 5 o bt R TR A R
ik PR YA 200 p L 53 58 AR H )R 200 1L DMAC. {2,

5.2.2 ATNE 1-EHH#EBHNTREREUDXENH &

MRS I PRI 1 g ORF A 22 0.01 @) IUHE I A S0 20 i LU 8 TS v DU 4% 5.2, 17 57 BV B
HMER T B e THOBRAE 2D BRI AT AL B

523 ATMEMEHKMEEKE Bt EBLXEREUDXENH &

MGEFLIR G R B 10.0 mL 7K 3 (ER P PSS 2 W AR HBL 4 T TS R S B FH BR ERORIAR 55
FH AR T 52838 L BRI A 100 pL /K 36 R PR 2% THP s s . 1R .

5.2.4  FA-T il RE U SRk Wl Y 45 b A1 BT R AR AR L I T B R

MIER S ARE 10 gCRE B 28 0.01 o) BT A 5T 2 & B 0040 T 10025 I b, o7 B B 48 F 48 35 %5
B, HMEESSRELREAA 100 oL itk THP AR b E A R (3.4.16) . F 30 7 5B 2% 1 s A
300 L. DMAC,JRB%].

53 =HIXKWH &
TR 5.2 FT ik A5 SRAL B AT 5 8 4 Sl bR i ) £ R B
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5.4 ME
541 SHEBENESEZH

TS PERE RS S5 AN AN

a) BSOS E] 60 min;

b) TS IR 70 °C s

o HEFEERIRE 70 °Cs

& PR 500 r/min,

SRS SRS AR

a) S HE (5 %R 3 -H SR Bk AU A S B AN AE AR K 30.0 m, NAR 0.25 mm, )R 0.25 pm),
sk BE S RLAY A3 AT AT 5

by FEF IR W E 1A, 60 C LR EF 6.5 min, LA 30 °C/min By HUR AR 2 240 CL R FR
3 min; M & DU AW AT, 50 CI-$F 5 min;

o)  HEREOIREE 150 °C;

d) AN IR BE 2300 °C 5

o)  BAEAA

D AR 1-2E A 1.0 mL/ mins a2 PUR BRI S R 2.5 mL/min;

Q) R AR i 10 ¢ 1

h)  #EFEE 250 pL;

D ASWHE 30 mL/min;

P AR 400 mL/min,
5.4.2 LHIRETIEMZ

Fie 5,401 BTN G2 S5 L X o T A VA VRO R E AR 2 o AR Y TR VA R D 1 0 D Ak
W BE B AR AR, B0 DL mg/ L 5K mg/kg” o o DL 1205 / 52 Jor T I Sk iR / 10 S0 e 1 i T R B (B
DARbR . el bRt 2 . bRUE ISR 2 LI B RIA B2,
6 SHWHERHRR

PR 275 BRI b 1o M B SR ) R I L % GB 5009.156 #EATIE A% BT LA Bl Al
T2 fb ARk B it TP 1 DU SR R ) ST AR . AR SRR B DAL O

7 BT
6 T8 5 2 T 1506 T U0 S 4 0 40 22 (E TR AR 39 (09 106,
8 Hit
AT VK B B SRS S o 0 100 D S t B4 590 2.0 me/L A 0.1 me/Ls

RO Tk A DL R Y 1= 4 R O Sk T AG H BR 235000 2.0 mg/ke A1 0.1 mg/kg.

ARTT K HE SRR TEURE SR rh B 1 0 R DY Sk I E BR300 6.0 mg/L Al 0.3 mg/L;
4
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RO il RS DL v A 1 47 R O Pk A B BR 239000 6.0 mg/ke A1 0.3 mg/kg.

o SHEEH-REE

9 JRIE

A B R 1570 | DU SR IR 2 TS AR A TS AR R S AR B A 2 23 o B O A
we R DL AR E

10 5 Fn 41 14

A% 3 &,

11 LEEMigE

1.1 M- Bk e AN . B & ET R,
1.2 TRASHR A5 500 I T 5 2 R VA8 A0 T RS- (9 MLAR [) 4.2 ~4.6.,

12 SHTR

12.1 i ES&

=

5.1,

122 K@EHl&

=

5.2,
123 Z=ERAERE&
MR 12,2 Bk A0 R AL BB 55 6 42 fil A R i 1) £ A AU
12.4 MzE
1241 SHEBE-FRIENESE &G

T2 RS S B I

a)  FESLEAFETE] 60 min;

b) TSR E 70 °C

o) HFEFEEFEE .70 Cy

d) iR 500 r/min,

A - SRS AN T

a) A HE (5 Y- -F B R AR A b A 0 B AN A AE K 30.0 m, AR 0.25 mm, iEJE 0.25 pm
R % F AR ) B2 B 28 A0 8 43 BT 4 5

b) R THE AIGIRE 38 °C £+ 7 min,40 °C/min F+ & 240 °C,f£%f 3 min;

o HEFEOREE 150 Cy
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d) BT UL 230 C;

@ ATET0.9 mL/min;

D BRI AP HERE A 10 5 15

g)  HEREER.250 pl;

b fEEZR IR 250 C

D BB EL

P FREER 2.2 min;

k) BRI W B T B (SIMD L8 min 5 AT 24 5

D RBYREEET m/z 57, EEEF m/2 5899 1 FHEEEE T m/2 710, @MW EF m/2 83,
112 PSR LB T /= T2 EREBS T m /2 7173 DO I R B T n /= 85 5 HE 5 T
m/z 67.86,

12.4.2 %R ETEREZE

FE IR 12,41 BR8N 5E S5 o X AR v T AR IR AR I BERE I o2 . DAARHE TR IR Wb 1-2 s B 0 &0 ok il
e o Jy AR AR L B DL “mg/ L B mg/kg” R, DL 1-E 0/ 5 5 o 5% DU Sk IR / DY 4 L g e 04 T RR G A
YRR R bR e 2R . SO S-S S TR S SR B,
12.4.3 ®iE

PO (12.2) .S M8 12.4.1 H BT 3 09 S 6 35 -0 3% 4 R AT AR R s e i 56 . S IR B.3 Al
B.d H 1-3 0 B 0 A I 0 AR (- O SRS T I T A TR A SE I A E R L A SRR I R P a3
e A% 8 B[] 5 bR VR VA MR TE 2 2.5 Y0 38 Y L O BLZE FNBR AT 5 00 ARE S 1% 181 v R B T RO AR R Sk
R 22 30T PR A T TR R T O %) M S T R R T B R AT L L AR S B e 2 S Mk R 1 AR R L I a3
PRI it R A AR A N PR 5 8

x1 EUEBHIRNENBEFFEFENERATRE

AH X B 2 B >50% 20% ~50% 10%~20% <10%
SOV I X i 22 +20% +25% +30% +50%

13 SIERBRR

14 HEE
TR P TR 0 A S R 0 48 X0 2 (R S PR P9 10 1094
15 Hits
AT VK B B SRR S o 0 10 D S B4 50 2.0 me/L A 0.1 me/Ls
RS 0B P 100 D S0 £ A 500 2.0 /e 0.1 me/ g

ARTTIE R K HE R R TSRS B AUL ) T Y 1o 0 R U S0k i E B PR3 51 6.0 mg/L Al 0.3 mg/L;
RECHSE RS SDL 0 8 1= s A0 0 Sk e S S BR 239 6.0 mg/kg T 0.3 mg/ke.
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R A1 BRETERES 1-FE DMAC HER

P - IA 1= s b v B R 5 | A DMAC f TERRIE T AR W 12 4 1) 3 DR
me ne mg/L
0 0 200 0
1 10 190 2
2 50 150 10
3 75 125 15
4 100 100 20
5 150 50 30
& A2 JKE ERM B THF /& TERRKR S THF f4ER
. IMAKHE ERYE IR ¢ THE Bl v ()35 100 o it bR TAR R W THE W%
mlL mg/L
0 0 0
1 0.2 0.09
2 0.5 0.22
3 1.5 0.66
4 2.5 1.10
5 3.5 1.54
® A3 ¥ THF $R T/E& & o THF 31 DMAC &R
bl T A e I A THE 7562 H 1] 35 808 i ik DMAC ¥ Jin ik PR TARS WO THE (R
pL ne mg/kg
0 0 300 0
1 12 288 0.06
2 50 250 0.25
3 120 180 0.60
4 200 100 1.00
5 300 0 1.50
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Mt X B
SHEaEEMSEeE- R EiREREE
180 000~
FID 5%
160 000
R¥ b
140 000
120 000 1-3F 4%
100 000
—~\ L

80 000 . : . T - T - T T T - )

0 1 2 3 4 5 6

f/min
B Bl 1-EERASHEHEEE
100 000 -
FID 5% ALk
95 000 -
Y 2 it
90 000
85 000
80 000
75 000 N L \
T Ll T L I T T 1

0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0

t/min

B B2 MEKMRESHEBIEE



300 000+ FELE

s ]
250 000

200 000
150 000

100 000 1-34%

50 000

t/min

B B3 1-EESERE-RELSETFRSIME

14 000~ P
12 000
i 10 000 Faxny
8 000 A
6 000

4 000 -

2 000 1

T 1
2.50 2.75 3.00 3.25 3.50 3.75 4.00

{/min

B B4 HNEKMSERE-RELSEFROIME
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