el S IE B RS 75 A
({ERE )

ARTHERLE T 5 RO - ZOG R I SR I %8 7O F1 77 85 25 5 A 5 & .
ATFFE M T Aok PURTL BRI R O 7 85 4% 5 AR SR I

KRITEFTHRIN 5 Fhd 3 E0 455 4,4'-X[(4- K NG Fe-6-F5 £ L 5 HE-1,3,5- = -2- 58 B B | R 2 0-2,2'-
TRERR TANER (BOBIE AN 85) BRI OM AR TR TN (BB B 351) . T OEFERE
FEER R E 1400 « Z2RFFIEMEELZE (BOBHE A 367) « XU GRUT FE AR FFUEMEEL ) Emy (%
JEIE R 184) .

PATR BAZ a8 1 77) 85 BT 77 351, BaHd F 7 140, 2 6HE F7) 367, 26 F 184 &
2 FHERE

FEAALERIS , 2 m BB R0 B, 2GR BRI, AR CR BRI () e v, WEEIRE &, LA
PRt kit a0 T E i RE R B PR SR R, RO - i i VA AT E

AT7EP B A HR IR BN R A HURE Ry 0.5g IR RS HE R B2 MR IR E Bk B L& 1
R 1AM E R TR e IR ARE EIRIE

4K KR (ng)  ZEE TR (ng) for R FE (ng/g) B AR E B E (ug/g)
w6 H 7 85 0.04 0.1 2 5.
¢ NGHE 1 77) 351 0.005 0.02 0.2 0.7
w6 77 140 0.005 0.02 0.2 0.7
WG 77 367 0.002 0.007 0.08 0.3
WG 77 184 0.003 0.01 0.1 0.4

3 IR FIFRAT R
BB S, ATTVERT R A Hralisi bl R, /KA GB/T 6682 #LiE i — 2K .
3.1 M, il
3.2 &K, Rgid, &R (NH3) =25%~28%.
3.3 Wbk, (kg
3.4 N, N-—HIEHEZ (DMF) , @igal,
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3.5 VB
WBhA A: 25mmol/L ZBREHAW, FZE /KA pH & 8.0.
T B: M.
3.6 WREWR: 70%25mmol/L LFEAI (HZE /KA pH 2 8.0) +30% MG
3.7 RGN FREUOEIE AR 85, BGIE 7] 351, TLHE A 140 TG 1R 367,
PRI A7) 184 FRUEM & 10mg CREFRZ] 0.00001g) 75 E T 50 mL A&, N, N-—H R
Bilz (3.4) I EBRZIEE, B, MRIRES A 0.2mg/mL (18450 % &I . & I3
BOGIRAE T 0°C-4CUKFE R, BT 2 R

Sy kG A B U I A7) 85 BAARVAR 5.00mL . TG (AR 351, B 7] 140, % B (15
367 G AT 184 HARVAEW S 0.50mL B F[f— 100 mL 2 &), N, N-ZHIEFGRZ (3.4
AR E R EZIE, B2, FREER LRE®R 2.5mL BT 50 mL &, INEAER (3.6)
ERBANE, 1A, MR AARHERE SRR IRE &I OB IR AT 0C-4CUKFH, BT 2 RN
i
4 LFEMEE
4.1 mERCHAE S, TEERIIES .
4.2 YRR € - ER 0K DY A B I A
43 KRF.
4.4 R BIHTRAL
45 mEE O,
4.6 IRIEIRG #
47 pHit: KiFZ 0.01,
5 DT E
5.1 VRAARIEFR TV I ] &

BURBA PR HERS & (3.7) 0.40mL. 1.00 mL. 2.00 mL. 4.00 mL. 10.00mL F* 10 mL % &+,
FHREG R (3.6) Wik RZIRE, HIRRERIERTIER.
5.2 FEam AL

FREUFE S 0.5 g ORgRE) 0.001 g) , BT 10mL HELAE T, MAN, N-ZHEFFHZ (3.4)
ERBZNEE, WTE 60s, 5T, HAHEI 20min, LA 10000 r/min £50 10min, % &#H_EIEWR 0.50mL
T 1omL BEWEE R, IREAER (3.60) ERZEZNE, ENFMER, BT T 0°C-4CIkFE

H, N TR .



53 ZHE ALKt
it C18 A (250mm X 4.6mmX 5pum) , ARG @i,

TEARRE LR -

i 1] /min Vs A) /% VRSN B) /%
0.00 70 30
10.00 70 30
16.00 10 90
20.00 10 90
20.01 2 98
38.00 2 98
40.00 70 30
45.00 70 30

Vg : 1.0 mL/min;
WOR K 360nm;
KA 440nm;

HiE: 35°C;
HEREE: 10 1L
5.4 WE

fE “537 kAT, BURGHTMERTIAI (5.1 3R, EATHAHEE 2T, 20 LURE
PRUE R FVEBR B RS, WA NAARR, Ll v i 26

B “5.27 TR AR NGRS, AR Ok B TR e, DA AR, AR b il 245 343 I T
FEHED IR 12 €67 73 HITHHEFEM T 5 ML E & .

6 DILERBITIE

5
DxpxV
mx1000
Kb o—— AP 2O A7) 85 45 5 A I E D H ng /g:
p—— MARHEZ B3 2RI A 7y B TR, ng/mL;
V— FEfE AR, mL;
m—— FEMMEEE, g
D —— FBAEE CAHREIIE 1),
P VSR BRAT (R M ST 5E 45 SR B AR Bt Al 22 B2 AT KAt i v 25 R A0 RN R )

JEAS I VRS AEBARTETE ) BLE -

=



7 B

FLDT A, Ex=360, Em=440 (2018010852 70k 33 £ FI20160111 2018-01-11 12-55-07" 8 F21.0)
LU ]
&
2 8
o
1754
E ~1
154
n
o
=
125 . 2
R =
] 3 5
= P~
1 o~
14
1 —~3
7 =
0.75 - 4 N
wy
: o3
054
] -5
0.25 L
UL , I\
O 7
0 5 10 15 20 25 a0 35 40 i

K 1 IRAR AR B
1: R AEF 85 (2252 min) ; 2: wWIOEHHF] 351 (4.027min) ;
3: I 57 140 (18.375min) 5 4: 96 (457) 367 (27.474min) ; 5: %61 F455) 184 (35.214min)



Mis% A
(GRIEME MR
wRICIEBEF 85 % 5 MiLH 5 PR M 45 R AV FEIE

WS PH A A, T 8 VRORH € - SR RV AT LE .
A1 R AL PR R 527
A2 ZEOIEFKM

gt C184E (50 mmX2.1 mmX 1.8 um), BREER AL
WA A:10mmol/L ZFREVE TR

A B: Mg

R R s
I 1] /min Vst A /% V(Iishte B) /%
0.01 90 10
5 10 90
10 10 90
10.1 90 10
12 90 10

JE: 0.4mL/min;
FEiR: 357C;
HEFfE: 1 uL.

A3 ZH kAT
BUR: AW S U (ESD
W 2 RNV (MRMD

1. et A7) 85, LI 7 351
AT AT
BRI 550°C;

A 20psi;
BT E: -4500V;
Wi% <. 55psi;
FRINAS: 55psi;
b < Tpsi;

2. ROGHEER 140, 2OGIGEF] 184, L H 367

AR IEE T

EFRIRE: 550°C;
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SATR: 20psis

e

=

3
& o

&

JE: 5500V

5
4
A

: 55psi;

HEIINAS: 55psi;

b ;. Tpsi

®ALBHE TR B T AR SRl e

\ N LR BT i
e YL 5y 4 TR BT (m/z) N . EHEHIE (V) R AE(V)
V4
310.8% 205 -31
1 5 1 7] 85 4132
KA 2712 205 35
226.0% -125 25
2 5518 3 351 258.2
TR 79.8 _125 33
188.1% 150 36
3 P91 7] 140 232.1
TR 203.1 150 24
4 P E ] 184 4313 415.2% 220 55
401.2 220 54
5 96 E ) 367 363.1 270.0%* 200 45
2441 200 51
*ENEREF

A4 EMHE
FEARTRIRIE S R T, RF o B 52 20 5 B e R o 7 %ot 1 i e e 4L £ o
e PR P 1) 5 A VA Y P X 5 2L R € i A % B ) — 380, o € 5 ] ol o 498 01 00 25 %
(YR T = JBE L 55 R 2234 JEE B VA VPR 8 X P AR K = FE A L i 22 AN R % A2 e S 1L, T T )
WA i HR A7 o O 1 0 5 45
A2 ETEWRIERT AN B B R 5ROK fo v 22

MXBEFEE (K k>50% 50 %>k > 20 % 20 %>k >10 % k<10 %
TR I B K 2 +20% +25% +30% +50%
A5 FHBR

AT R R A7) 85 M K EE N 11mg/kg, 94634 (57 351 HOKE IR EE N 0.07mg/kg, %
JEIE ) 140 Bk HIREESN 0.02mg/kg, PGS E7T) 184 AL M BE A 0.2mg/kg, “é6HE E7 367

(ks I B A 0.2mg/kg -
A6 EiE



Intensity. cps

7000
6000
5000
4000
3000
2000
1000

85# 1(413.2/310.8 Da)

17 18 18 20 21 22 23 24 25 26 27 28 23 30 31 32 33 34 15

A1 R E 5T 85 Kk

Intensity, cps

351# 1(258.2/226.0 Da)

20 21 22 23 24 25 26 27 28 23 30 31 32 33 34 35 36 37 38

A2 R 5] 351 K

Intensity, cps

140# 1(232.1/188.1 Da)

34 35 35 37 38 39 40 41 42 43 44 45 4B 47 48 49 50 51 62

A3 I 140 BB

Intensity, cps

367# 1(363.1/270.0 Da)

53 B0 61 62 B3 b4 65 6B 67 B8 B3 70 21 72 7.3 74 75 76 77 78

A4 3 EGR 367 B

Intensity, cps

1844# 1(431.3/415.2 Da)

A5 7 184 K




Aok it P 9% 38 3 7 AR T v A

iRt B, g R e i 2 A, R R B R R, T E R
a2 A TE T SRR LU T “ At it v ARG 755 RS AR AUE TAF . Bkt & 1
(PSRN
— BERNLEM

FGIE 7 — MO YR . H AT, R R 2 1) T A5 2 R ACEE P A K (254nm . 366nm)
TG TR EFARR BRSO, AR Z 9 I6HE A ARSIV DI AR it e, AR 2
i — R IR AR SN CE Bt it SRR v R S4B E SR (2010 4RRSD A 25 5 R 2015
FRA (ORI R AR E D) e H T3 E Tt b 538 R s B
BUE, BB ARSI s o

AT VE T B AE et it b8 43 AR N 1 S 1 790 0 S AR A AR v,
E PG TR S ) W SRR T B R S
—. BERN

ARG Ty e RS . AR DL RRT S PR R R, SR R — ORI S il LA
SIHTHEOR, PSR AT T SBRRAE R AT AR, CRAUERS I 5 VA R AE R A B I
= &BEEiE
3o 7 ] R P A S SR ORI T4, T 2015 4F 11 AR AT LML, T 2016 4F
FREARTERR T SITEREIL T AR 2017 4F 1 R 3 K PALAFIE TIIESORBERE B0IE HI AR i
FORES, SERCT IRUERE . 2018 4 1 HFFaR i At ARl L K R % KRN T #6589
14 VALY FIIE , Rt i T R RN E TR (SOOI 17 85 A& S RRALAR) BEAT T B
FEHL 3 FKLLHEAT T VERIRUE. 2019 4F 5 v i 2 R E B B R AT T8 ST E RE
2, SJERIEE RE WA FAT TBEoEE, TERIERE WA,

M., = SiERRAY R

(=) STt i 9 e 7RI H BRI E -

W ARMFRAER 2, AT HEEF PSSR HRE T ZAEMERRS, RE5%
TR A R A I R R TS T DT R U v (S A, BRATTIE N T 3 R R R AL
SRTCAL G TS, SRR TS S R B B — A BT A

e IR GNP N R S T e A = Pl R ) I BB S T M U = N = SR VR ol RPN

=

s



JaHE AR
(=) KT RMZGHE E7)

PWHEIE 57 351, CAS: 27344-41-8, EINECS #3%'5: 248-421-0, IUPAC %44 4,4'- X (2-F# IR
B ONHHL)DIREE A

WL 7 140, CAS: 91-44-1, EINECS B 3'5: 202-068-9, IUPAC %K 7-(—. LR H)-4-
FH 22 H-1- 2K - it i -2 -l

PG ) 85, CAS:  12224-06-5, EINECS ¥ 5 : 241-883-4, IUPAC %N 4,4'-X[(4-Z %
He-6-F2 OB HE-1,3,5- = - 2- 00 J AR | TR 4 -2,2'- IR AR .

W7 367, CAS: 5089-22-5, EINECS & 3'5: 225-803-5, IUPAC %N 1,4-W(Q2-K I
gL ZE

PG 184, CAS: 7128-64-5, EINECS ¥k 5 : 230-426-4, IUPAC #74 2,5-XU(5-#U T %k
2- 2R H T R I

(=) KRR 7 A1 2 S ARHIE

BERER XS 56 7R 351, SOBHE 7R 85, BEIGHY AR 140, FOLHE F7F 367, wOGIE 7 184
FiAb Ry AT 15

1. Zid KRB SAR MR A € T S RO € Tk I B AR (1% 2% A

2. G AL L . TR HEE . SRR ML . SRR A IR L BRI BE iR
TE 1 55 B 2 — RS B G 2R A i 5 5 B 8 G LR T 2 T 7 it 3K T e B i ) A B B R
.

3. I R B SRS B, WAL T R B AR S e M EIE TV

TEVET BE BA 2 — MO A B G 2 AL 77 5 A I B 2 A L B T B 7= i B o 2% A 0 Skt
T 688 7 B4y HEAT TR ERAIE -

TR PR AT E B R R R IR BRI G e SR P RV S R MEVE T RS IR, FR
SEVE SEIRRE SR A AT . PO BRI E I, 12 00E & IR B B 2 V20101455 5
et it mh 2 ) SR BR P A2 o RS 7 R B R AR ) (2K

(VU KT ot b T 0 B o AR 0 0 25 5%

AR 8 DMFEM CHorfr 4 ANIER R — RIS e KA WAL . 4 NSRRI RE R FL IR e KAy
FERRFERD BEATINRE RIS, BRI IR R RE AN UE R O AR, RIS UE S AT LR A
BISCRAT R R IRR, HERGE, Mok PER BN, #OR B AT I e, 3 o 3 B O ok A e
BT, I BAE GRS b B AT R



(F) KT SLBd 2 v (1 F-4 eg
FERG I AR R BRSO A 70) 351 (K H WAL B — B KN A T Hg s sk i g, JLEHE
BRI, WO AT TR A S5
WRYEE TR, AR A A SRR, i T VAR IR R /KIE /& G H AT Re g 4 o,
TEAE FVBA FE e 0L i i, WUTFARIZK AR LLE 2 B, A — el > L BAE AT B, BB A LR
W 2 TR R, HE IR AT . SO RAN BT T B A, SR T SR, A
PEHEIG A7 351 HUEE I TSR FH Ao J3E 0 I
(7)) RTFER I TRSEL
F T R R FEE (R 9 8 1177 351 2o e OB RERE R Ge = A s 205 B, Ho— BT P bR 15
FOUTE SR A0 2 i 5 BEXTRE AT TSE S, BITESEAMT 366nm Ab, WEENEL, R FOLREER R,
) 95 SEEAE SR 1 AORR e AL B
(B ST BAR I A T i i A S 58
TEASLIG S BT SEIG 26 T, DO A7 85 FETTE 7 ¥k XA Hh BR EL VU -2 016 J7 vk Iyt PR 24
w7 A, W SRRE R VRO - SO0 T B A IS 7 85 OF H A REUK, TEHHMTMR AR, &
LR R HURE &, 3R HERY 55 75 2 DU ASHBU 5 V20 BR 5 Y-S 0t v At RAR 2, 8k 4o
TG 7 85 DRITE R 5V S5t T R ARE BT HH AR B e
B BRI SO
(11 fetdh 22 HARMEE) 2015 4R
[2] Pt it oA i o R FE P R 7 vk 36 UE B AR )
[3] MVC-Report. Vol.2, Pg.193,1973
[4] hE, T A, B8 0 A R i OB b o DR I 27 2 v 1 8 A e 1 RI[0]. 6, 2014,
32 (11): 1230-1235
[5] XU, MRYE, HHEEEE. m ROBAR G- FOUR NI i & S B iobh i} b (R VA 1 R IR v e '
BEFIDLESREE, 2015, 36 (24): 274-279
[6] A, AR, T MRS SE6HE 70 M TR B Rt v v 8 FE AR DA 7k Fe (3. H A
2= Tolk, 2015, 45 (8): 468-473
(7] B 7-— & FE- 4P REEE RGP A S R[I]. BT, 2009, 34 (16)
[8] W= £ fi AT IR IR 3 35 (M. o [ 42 ol et 2010.120
[9] P4 2R IFIEMESR OIS A FI[I]. RSl TR Sz b e i, 2008, (6): 28-31
[10] £G4, TR, A S RBBUH E -5 ek VE I 52 £ b 4 fulob A ek S Rkt it b2 ' 18 15[
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