1% & P A TR 7 RO RN 75 X
(IEkE WD)

Fh ARG BT

(—) F LS MR R 55 23 2 73

1 5

ARTFVERLE T R FH e ROV €0 0 Y Al ot it v P S M AR 45 23 2L 9 (1) 5 o

AP BE T WA KIES BRI BRI MSTMEESE, M St i v F I e g
WL 45 23 253 B K

ARTPIEITAR ¥ 23 T2 53 ELAE F R S e AL R L 2-VR-2-R TR e- 1,3 I L 4-FRHEOR
2. FRALSUSTMEMLRER . R, RE KT, KRR, 4RI HER. FORHER, B
LR S-IR-5-HHE-1,3-THEkE . 4-REKHIR TS, 4- R RR AR, 475K RN
PE. 4-BEORH RN 42K R TR, 48K Tl 4- 2R R . oK
IR Ol 4-FRde R R Gl . 2R TR R AT IR R P TR P TR A R R R
2 THRE

AR RV SR Bt v 23 FR2E 53, P e OB G500 50 B, S R AR D 2 A
T, SRR R A e v, A E B, DRI R A &

RTINS 23 P HORE PR « 72 S R ATHURE 500 1g B (R A VR T, R v

K123 PRI EEIR. R IR R AR E BRI
KPR ERER REEHKRE  SREERE

Fr 5 o H K

(ng) (ng) (%) (%)
1 FF e A o 0.08 0.25 0.000008 0.000025
2 2-1R-2-FHFE TN AE-1,3 5 15 0.0005 0.0015
3 4 I H R 0.67 2 0.000067 0.0002
4 P e G0 W A e 0.08 0.25 0.000008 0.000025
5 7% 10 30 0.0010 0.0030
6 KA LWE 6.7 20 0.00067 0.0020




e o KR EER REAHKE  RREERE
(ng) (ng) (%) (%)
7 7R R 1.7 5 0.00017 0.0005
8 4-F2 B8 TR F I 0.4 1.25 0.00004 0.000125
9 SR H T 1 3 0.0001 0.0003
10 W& 2. 1R 1 3 0.0001 0.0003
11 5-JR-5-fFFE-1,3- 8k 8.3 25 0.00083 0.0025
12 4 IR H R 2. 0.8 25 0.00008 0.00025
13 A- 2 HEIR R 5 TR TR 0.8 2.5 0.00008 0.00025
14 4-F2 FEOR H R P s 0.8 2.5 0.00008 0.00025
15 4-F2 5L R R R T 1 3 0.0001 0.0003
16 4-FRER R R T IR 1 3 0.0001 0.0003
17 4-FHR R T TR 1 3 0.0001 0.0003
18 4-F2 FEOR H R s 1 3 0.0001 0.0003
19 KR LB 2 6 0.0002 0.0006
20 4-F2 FEOR R I s 2 6 0.0002 0.0006
21 7R F R e A 23 7 0.00023 0.0007
22 K R A s 23 7 0.00023 0.0007
23 2K F R R S i 2.7 8 0.00027 0.0008

3 RFANAERL

B4 RLE A, W 4t

3.1 HIEE, fakal,
32 4ff, fika.
3.3 ZHIEK, ik,
3.4 WEFR(85%), faifkali,

3.50. 1% B IEW: EEUAIR(85%) (3.4) 1.18mL, JI/KZE 1000 mL, ¥&%].

7K N GB/T6682 #i5E ) — 2K o

3.6 PRAEME &RV (p=1 g/L) « HERAFRE K 7 MEMRK AR &5 23 R AL 7y FOARAHE S8, A5
#0.0001 g, B IFFH—AEMS, MOl CLER, WJehbdE —PINEg, 518
BERZBZIE) BHITERZBZIE, 185, B TURHEPRBRT . SA0REE 2.



F2 FURE SRR S 23 Fi2H T TR G AR i A TR

e o IREARUERE T
WK E (pg/mL)
1 P ik S 1 A e ) 250
2 2--2-THAE T fE-1,3 15000
3 4-FR R HR 2000
4 FH 5t 520 M A P 250
5 R 30000
6 KA LTE 20000
7 KR 5000
8 A-FRFEIR TR e 1250
9 SRk 3000
10 AL 3000
11 S-TR-5-fHEE-1,3- 25000
12 AR IR R 2T 2500
13 A-FREE IR FR 7 A I 2500
14 4-32 5L 0% TR A IR 2500
15 4-F2 B R TR R IR 3000
16 4-FZER R R T TR 3000
17 A-FREER IR T IR 3000
18 A-FRFIR PR R 3000
19 TR 21 6000
20 4-F2 5L % F R R 6000
21 2 R 7 T I 7000
22 2R H BT e 7000
23 2 F R 2R B I 8000

4 AR MBE

4.1 EROBAR TR, AR R AR I s

4.2 EFERIHYA -



4.30.22 um JEME.

4.4 B.OHL, 10000 t/min.

4.5 WIEIRG 2 -

4.6 RF.
5 PR
5.1 VRAARIE R FIVE I

HOR G AERE % (3.6) &5, HWEMPRGERINEI, & Hobeik 251
VR FE WLER 30 TR A AR 2R B I B -

3 FIHL R MEMAIRER S 23 Al S bR R BT

EAS TREVAE RIS ORE (ug/mL)
P S N Ak 12.5 5 25 0.5 0.25 0.025
2-1R-2-FHEER SE-1,3 750 300 150 30 15 1.5
4-F2 B R 100 40 20 4 2 0.2
FH 5 G e P A WA 12.5 5 2.5 0.5 0.25 0.025
7 1500 600 300 60 30 3
KRE W 1000 400 200 40 20 2
R 250 100 50 10 5 0.5
4-F2HE 8 TR R 62.5 25 12.5 2.5 1.25 0.125
SRk 150 60 30 6 3 0.3
A 2 150 60 30 6 3 0.3
5-JR-5-fif5k-1,3- bt 1250 500 250 50 25 25
4-F2ER TR 21 125 50 25 5 25 0.25
4- IR R S TR T 125 50 25 5 2.5 0.25
4-F2FEIK TR I B 125 50 25 5 25 0.25
4-FHEIR IR R 150 60 30 6 3 0.3
e i 150 60 30 6 3 0.3
4-FRFEETR T B 150 60 30 6 3 0.3
4-F2 R R R IR 150 60 30 6 3 0.3
FHR M 300 120 60 12 6 0.6



EY TREHIMERIIIE R IRE (ng/mL)

4-F2 B8 R R 300 120 60 12 6 0.6
7 R S TR 350 140 70 14 7 0.7
IR R R 350 140 70 14 7 0.7
7 R R HE 400 160 80 16 8 0.8

5.2 FEahAbE

AEFPRIURE i 1.0g, FEHAZE 0.001g, BT HZEHROE D, IMAFEE (3.1) 8mL, ek
¥ 30s, R SIRBUARI AR MRS, HA S 20 min CLAESA 20~43KHz, 200 W)
MM EZ A 10mL, #2257, BL 10000 r/min &0 5 min. B FiEHE 0.22 pm JEMRGLE, 38
AR IRBE VA % o 6 B 3 i AT R
5.3 ZHE ML KN

it Agilent Zorbax SB-Cis 1 (5um, 4.6x250mm) , BREERGEIEF:,

TENAH: B A: 0.1%BEMRVEW (3.5) , W B: M (3.2) , BREEVEBLRET W 4.

T4 BRIEUE

time (min) A(%) B(%)
0.00 90 10
5.00 90 10
29.0 50 50
41.0 65 35
52.0 35 65
57.0 5 95
62.0 90 10
67.0 90 10

JiE: 1.0 mL/min;

i 30 C;

HFEE: 10 pL;

R A e P I S I ARG P 5 G S DO A R 5 PR R PO 0 52 TR P 280nm, 4o $23
RHER. RKFEE, 4-RHERFRTE. 47T ROE. 4R RPR RN, 425K
RN TE . 4-FRFE R HIRORTE . 4-F2 K R 2 T IR 4-FR K HIR T IR, 4- B R HIRT
Fig . 4-F2 36 H R IR I 0 I o ) R A 254nm, 2-VR-2-FHFETAKE-1,3 ZFE. AR HEE. 5-7R-5-
3E-1,3- W8k . KH R WG, KRN R RRIANE . 2K FF R 2K BRI 1Y e v] R A



230nm, A ZEEIE AR 2700m, A ZER I E AR 310nm.
5.4 WMi5E

FECS 3T, BURAARERFTNAT (5.1 2R3k, #HT OIS, bRk R
FIE R BE AL bR, VTR A AR, et b v T 22

5. 27T R AR ARG RE AT G o0 AT, A O BRI ()RS A e i e ik, WA
WETEIAR, AR b vh i 2 45 30 AR5 IV VB % D0 5 2E 23 ROV BE 42446 TSR rh 25000 5 443 14

HE
6 T4 REIRA
6.1 &
o= pxVxD
m

s o—FF b H R S E PR IR 55 23 AR P& 5, /g
p——— R RF A S PR AR 45 23 B2 43 (VR E, pg/mLs
V—FE i E A AL, mL;
m—FE IR, g.
D— MR CnARRBEN Y D .
TE SR SR T SRA R OB S R SR 4o 2 (AR I AT M 1 10%.
6.2 [T R NG 2%
% o8 SN S I UETE S8 BT BRVK FE BRI RIS % 80.0%~115.0%,  AHXS ARt 25/ T
9.7%; HAMHKEZ IR N 79.89%~114.6%, FXIFREMZ /N T 10.5%.




7 R

[ DAD1 A, Sig=280,4 Ret=off (8§ (EEUING-51FFL-GROUF 1JIN&-51FFJ- 3ROUF 1'2018-02-08 NO 45843 1-5T7 .00

mall e
3000 = i ™~
' 0
2000 4 w o o
— @ &
o2 I
1000
= - i
a A A Noia A nA A M onan
T T T T T
] 30 a0 50 mi
1 DAD1 B, 5i3=254.4 Retoff (51 NIEEUING51FF.- GROUP1ING-51FFJ-GROUPT2018-02-08 NO 48646 1-517.09
madl o3 o o oFR Lo 0 =y
; T ) — —_ —— &
3000 o) ; e ' v [BER '
= e o = Ly [=1Pcs 28 =)
2000 4 - > = o© - G0 LR [re}
— [} o i OXl D =
1000 4 e o] coyT I
J\ — ij =
4 n
T T T T T
] 20 a0 50 mi
1 DADA1C, 5ig=270.4 Retoff (i & WM UINGS1F .- GROUPTUING-51FFJ- GROUPTR018-02-08 NO 48646 1-517.09
madl e}
'
3000 o
<
2000 4 o]
o
1000 4 i
o A M n h e s It %) |“\ W,
T T T T T
] 30 40 50 mi
1 DAD1 D, 513=290,4 Ret=off (51 A WM UING51F - GROUP1WUING-51FF- GROUPT@018.02-08 NO 48646 1-517.09
mal (= =2} — o
s S — [ [}
3000 4 o ' [ '
[ ] [¥e] o o o
2000 4 (=} [reel & & =
& _ & F= & &
4 s oo =T oo ]
1000 i ﬁ % %
a A A
T T T T T
] 20 a0 50 i
T DADTE. 5ig=310.9 Ret=off (R RIERWINGS1FF-GROUPTING-S1FF)- GROUP T2015-02-08 NO 968G 1-517.00
mall (=
=
3000 4 ,
o)
2000 4 &
o
1000 4 %
o
T T T T T
] 10 20 30 40 50 i

B 1 FRAEER HPLC 2% itk &
(1. FIEFUEMRIRER, 2. 2-IR-2-FFE P ke-1,3 W%, 3. 4-BIERHIR, 4. WA SUEMBEE, 5. ZKHEE,
6. ALK, 7. BKHR, 8. 4-REXHRHES, 9. FRHES, 10. MALMR, 11, 5-78-5-T4HE-1,3- 18k,
12. 4- B EPIR WG, 13, 4-RHEEFRTEARE, 14 4-BIEEFRAR, 15 4-BEFETRER, 1648
BERARRTE, 1742580 FE T, 18 4258 FE R, 19 KR AN, 20. 4- 32508 RGN,
21. KA R ARE, 22. RFAERAN, 23. RH RN




Bk A

RA  IERMERE

PRt Pansie s gl CAS No Vonsabae
FF 2 S 2 e e 115.06 95% 2682-20-4 C:HsNOS
2-IR-2-FHEE N SE-1,3 199.98 98% 52-51-7 C;HBrNO;4
4-FR R R 138.12 99% 99-96-7 C7He0;3
FH 5 S e P WA 149.56 99% 26172-55-4  CsH4CINOS
R 108.13 100% 100-51-6 C7Hs0
KA THE 138.16 99% 122-99-6 CsH1002
KR 122.1 100% 65-85-0 C¢HsCOOH
4-F2 B8 R P R 152.15 99% 99-76-3 CsHz0s
SR H ik 202.63 98% 104-29-0 CoH11ClO3
A 2R 168.15 98% 520-45-6 CsHsO4
S-JR-S-TiHE-1,3- 212 98% 30007-47-7 CsHeBrNO4
e 166.2 99% 120-47-8 CoHi003
A-FRHEOK R S U I 180.2 99% 4191-73-5 CioH1203
4-F2FEIK TR I B 180.2 100% 94-13-3 CioH 1203
4-F2FEIR R B 2142 99% 17696-62-7 C13H1003
A-FRHEOR TR 5 T 194.2 99% 4247-02-3 CiH 1405
4-FR IR TR T B 194.2 99% 94-26-8 CiH140;3
4-F2FEIR RN S 228.25 98% 94-18-8 C14H1,03
R LB 150.17 100% 93-89-0 CoH 100>
4-F2 B8 R R 203.25 97% 6521-29-5 C12Hi603
2 R 7 A I 164.2 99% 939-48-0 CioH1202
IR s 164.2 99% 2315-68-6 CioH1202
2 F R 2R B I 198.22 99% 93-99-2 C13H100:




(=) KHIREE 18 FhdH 7y

1 5

AIFVERE T 0 BOBAE AN At K RS 18 ALy 15 &

ARIFFEH TWAKIES BRI BRI AR Rt i kiR 5E
18 FheH 43 & BN E o

RIIEFTHEI 18 M B KHIR . AR, REFHEE. 2,6- —SOKHEE. KHR
FAE . MU RRmE T2 RN . &M Y. 2,4- SR E . ARIERM . AR<pAE)R-5-
BE. S, SKEM, REB . NP e O m s . SAREE =R IRESE. B
AW
2 HERE

RS WSS, 2R U A 7 25, TG R AR DI A, KA £ B I ]
SR EEE, WEmBUE R, DbsdEih 2k RS &

ARTTIERS 18 M2 7y fiker tH PR « 7 B BRI HURE B0y 1g I BB IR IR BE , A {8 ik
W 1.

W

Rl IS FAN MR IR, EER . A RN R B
KPR BRI RICKEHIRE  HRERIRE

ha=s iy s
(ng) (ng) (%) (%)
1 IK¥ R 3 10 0.0003 0.0010
2 g 1 2 0.0001 0.0002
3 BRI 1 2 0.0001 0.0002
4 2,6- SR I 7 20 0.0007 0.0020
5 7% R R 1 4 0.0001 0.0004
6 BOTR Jpie T 2 R R T 20 60 0.0020 0.0060
7 Xof G ) H By 2 5 0.0002 0.0005
8 2,4- SR FIE 7 20 0.0007 0.0020
9 EIE S-S} 2 6 0.0001 0.0003
10 AW AEIE-5-1F 2 6 0.0002 0.0006
11 HAHB 7 20 0.0007 0.0020
12 DK b 7 20 0.0007 0.0020




RHR EER EEHKRE RIREERE

5 Hor 2
(ng) (ng) (%) (%)
13 FEH 2 6 0.0002 0.0006
14 Mt 2 o B £ B M 16.7 50 0.00167 0.0050
15 =ZEFYE 1 2 0.0001 0.0002
16 =&t 2 6 0.0002 0.0006
17 IRFSF 2 6 0.0002 0.0006
18 AT A 4 12 0.0001 0.0003

3 AR R

BrAH eSS, WA, KON GB/T6682 FIE i — 2K .
3.1 HIEE, ik,
3.2 WER A (NaHPO42H.0) : k74,
3.3 Z Y28 — %4 (EDTA-2Na) : fl4l, 415 336.21,
3.4 W (85%) : thifal,
3.5 R AKIE (10%) « WHERGEIUEER (3.4) 14.16mL, H/KEZZE 100mL, 2.
3.6 W SN (0.025mol/L, pH=3.80, 0.02mmol/L EDTA-2Na) :FR Ui E — &84 (3.2)
3.9g, FEMIZ 0.001g, Z H&lU 28R 4 (3.3) 0.0067g, F&H1% 0.0001g, T 50mL KEdrH,
K, # 2 1000mL ARl , FKERZZIE, R, RI15 0.025mol/L R — &4
W (45 0.02mmol/L EDTA-2Na) . FH 10%82 /K017 pH & 3.80.
3.7 FABRARAENE & T R BRI R A5 AE T S00mg CRE %] 0.0001 g) , B T 20mL
AR, PRSI EEEZE, T, BISEMIREN 25meg/mL 1B AR AR AE R %
W R BRI AR BB R VE G % UG &, BV VR R AR AR B9 3000 ug/mL i 53
PrAR A £ VT
3.8 A IRAEAE & VA : BRERAIZR AN LAL, RSB FREL 17 Fh2H 7 bt it & CRE B 21 0.0001 @),
BT E—aEmT, HPRERIFEREZE, %5, 15 17 A5 MIRE bRl &S
FHIPWE WK 2.

10



®2 KMIREE 18 R MR G AR S VA ORI

. i fifs 2 TR BE
(ug/mL)

1 KR 2500
2 Y, 500
3 AR 500
4 2,6- A HEE 5000
5 B 1000
6 WP Bl T Reg R IR 15000
7 o & 8] Y 1250
8 2,4- SR FIE 5000
9 AR 1500
10 WL RE -5 1500
11 AW 5000
12 Sk T 5000
13 FEH 1500
14 M2 vl 2 B i 25 12500
15 =5 R 500
16 =%E 1500
17 RATF 1500
18 TR AZRAN 3000

4 B MEE

4.1 ERCBAE R, R SR ES o

4.2 B PIHT R -

4.3 0.22 um JEME.
4.4 B.008L, 12000r/min.
4.5 W IR 25 o
4.6 RF.
5 PR
5.1 REBRIE R VE I ) &
WO A bR &V (3.8) , FH IR B A bRl RVIVEW, 4o hritE R AT

IRBEWAR 3, IRAEHRAERFIEBILHIBLEC -

11



3 KBRS 18 R MR A FriE R B R

BN WRETHERTIERRE (ug/mL)
KR 250 100 50 25 5 1
th 24/ 50 20 10 5 1 0.2
ST 50 20 10 5 1 0.2
2,6- AR 500 200 100 50 10 2
2 R TP 100 40 20 10 2 0.4
TP Bl T e 5 FH R 1500 600 300 150 30 6
Xof & 8] Yy 125 50 25 12.5 2.5 0.5
2,4- ORI 500 200 100 50 10 2
RIS SN 150 60 30 15 3 0.6
e -5 150 60 30 15 3 0.6
HAHm 500 200 100 50 10 2
UK e 500 200 100 50 10 2
T 150 60 30 15 3 0.6
Mt % ol 2 i 1250 500 250 125 25 5
=ECRYE 50 20 10 5 1 0.2
=HAE 150 60 30 15 3 0.6
RS 150 60 30 15 3 0.6
TR RS 300 120 60 30 6 12

T BRI S K IR R A B AR, AR AN SRR AR RSV AR E . BRI S 2.6-
KRR, RPN,
5.2 FEm AL E]

AEBAFRIURE il 1.0g, K52 0.001g, & THIELLEE T, IMAFEE 8SmL, WHERY 30,
i RFE SHEBUARI /MRS, A HRE 20 min (TLAES®R 20~43KHz, 200 W) , ] HEE
AE 10mL, $£27, LA 10000 r/min 2.0 5 min. HU_EJERZ 0.22 pum JEMERLE, EMAE NIk
FEVE S o

RE R 18 FRZE A I A o i RV BRI, NORERE S AT O A R I B A
Ffe i 22 9 LA T €

12



5.3 ik 2% A
toikE:  Kromasil C18 £ (5um, 4.6x250mm) , SRR HEFE .
WBhH: VTR A BERR SN (0.025mol/L, pH=3.80, 0.02mmol/L EDTA-2Na) (3.6),
W B: WEE (3.2) , BREEUEMAE T W& 4.
R4 BREEVER

time (min) A(%) B(%)
0.00 55 45
10.0 55 45
27.0 30 70
42.0 15 85
49.0 15 85
50.0 55 45
55.0 55 45

Ji#: 1.0 mL/min;

Bk KRR, WAER . RE AR, Aeieke-s-i. R oHB. =& R =
SR E AT R A 280nm, 2,6- SRR, SRR R . WP Rl T EEE IR . 0 A
. 2,4-GOK . A0OREE KTy, GUREME, SEE . IRESS. BRMIZR A E 7] R H
230nm, A% vE i 2B ER I E AT R A 300nm .

FEIR: 30 C;

HEAEE: 10 uL;

5.4 Wi5E

FE<S 3T, BURAARERFIAT (5.1 2HEEFE, #AT OIS, bRk R
FIE R BE N AL, VTR A AR, 2l b v T 22

X5 2700 R ARV RE AT (il o0 AT, AR O BRI () RIS A e i e ik, WA
W TRIRR, AR A v 2 5 380 AR5 IV 0 %00 5 2893 HROVREE - 46467 T B o 25000 5 4.3 114

.
6 MTE RRR
6.1 iH5
o= pxVxD
m

i o—FER KRS 18 ML S &, ng/gs
p——IERE R P K IR SE 18 R 73 WK, pg/mL;
V—HEdhE R, mL;

13



m—FE IR, g.
D— R CnARRBEN Y D .
TE SR SR T SRAT I 15 OB S 4 SR e e 2 (AR I AT 39ME 1) 10 %
6.2 [T AR NG 2%
258 S F I URLE 5 T BRIR BE PRI [T % 80.1%~115.0%, HEWS Atk 22 /N T
8.9%; LA SE FH A 81.6%~ 114.6%, MIXIHRUEN 2 /N T 6.4%.

7 Bt

DADT B, Sig=280,4 Ref=off (A IEA\G2-ST7.D)
mAU
3000
2500
2000 s
= wo
~ —~
1500 -~ X ™ =
. ~
. < Pavel
=3 v &= @)
1000 2 8 8 & &
] S N =0 3
500 <« - ~ ﬁk ~f
o4 A W/M M
T T T T
5 10 15 20 25 30 35 40 45 mirl
DAD1 D, Sig=230,4 Ref=off (FH@eR\G2-ST7.D)
mAU
3000
o~
2500 © -
[t (- P ~
2000 . ~ = | 8 -~ -~
< o © . P [re} '
@ © ) ©
1900 @ s . 8 KN B ) 3 3
© o © B =3} <
1000 S N ~ © ~ o <
e § 3 7 T
b ‘/_\ 8 2 }\ }\ A
~,
o A
T T T T T T
5 10 15 20 25 30 35 40 45 mir|
DAD1 E, Sig=300,4 Ref=off (B8 7/ 5r2\G2-S17.D)
mAU b
3000 T
2500 g
2000 s
1500
1000
500 /l
0
T T
5 10 15 20 25 30 35 40 45 m
w©
»
=
S
<«
P=
<

K1 FRAEET HPLC 3% (i K|
(1. KGR, 2. IWALER, 3. KA TN, 4.2,6- —FOKHEE, 5. KFRFEE, 6. MUAE T REH
MR, 7. SR, 8.2,4- & IKFEE, 9. SBAILIKE, 10. AFAL)E-5-FF, 11 A _HE.,
12. &BREME, 13 FEE, 14 WP AR, 15, =& F¥E, 160 =&%E, 17, BRESY,
18. FRAIREN)

14



M3 B FrRUEdR S B3R

75 PRt S FE(Mw) ali i CAS No T
1 KR 138.12 99% 69-72-7 C7Hs03
2 [N 112.13 99.5% 110-44-1 CeHs02
3 R A 152.19 98% 770-35-4 CoH 1,0
4 2,6- AR HEE 177.03 99% 15258-73-8 C7HsOCl,
5 7 F R P A 136.15 99.5% 93-58-3 CsHsO2

TR R T 25
6 . 281.09 97% 55406-53-6 CsH2INO;
R B
7 Xt G IR FE 142.58 99% 59-50-7 C-/H5CIO
8 2,4- SR EE 177.03 99% 1777-82-8 C7HsOCl,
9 AR IR 170.21 98% 90-43-7 C12Hi100
10 LRLAE )R -5 -1 150.22 99% 39660-61-2 CioH1:0
11 S 156.61 99% 88-04-0 CsHsCIO
12 SR B 292.76 98% 38083-17-9 Ci5H17CIN2O
13 AW 218.68 95% 120-32-1 C7H:Cl
Ik 5 i i 2, B

14 N 298.42 97% 68890-66-4 Ci16H30N203
15 = S 315.58 98% 101-20-2 C13HoCisN2O
16 =&4 289.54 97% 3380-34-5 C1:H7C;30;
17 REF 426.92 95% 15435-29-7 C13HsBr:CLO;
18 TR AR 4 404.81 97% 54-64-8 CsHoHgNaO,S

15



(=) MEESHEESE 8 FhdH sy
1 5

ARIFVERE T 8 BOBAE SR I E A e e TSR R 55 8 FhAL /1 5 &

AIPBAEH TWAKIES . BRILEE. BRI AR Wit il it R s
5 8 PR S & RIIE -

ARITIEFRIG 8 RIS GG SN . SR AR AT, EaE. kit (C12-C22)
SR (R = R b b R, R A, Tk
IR R A . FoN et = R R A
2 THRE

B IRHOA RIS, 2 im0 BORAH B A0 B8, ZGE MR AR A I, R R R B
IR R e, ST e, skt &kt H S .

ARTFENS 8 FLHL AN IR R L 5 S BRRIEURE Sy 1 B SR R JEE BRI ik 2

F1 S MHSHIRIHIR, ERIR. KRR AR E =R
KPR EER SREHRE RIEERE

Fr 5 I 44 FK

(ng) (ng) (%) (%)
1 iRk E24 10 40 0.0010 0.0040
TR OTERR bR R
2 A 10 20 0.0010 0.0020
(PLEBkET

3 HoE 10 30 0.0010 0.0030
Rt (C12-C22) =R mALE:

4 -~ i <4 150 400 0.0150 0.0400
(D e = R AL B )

5 + Tohedt T RIS A 40 100 0.0040 0.0100

6 FRA 40 100 0.0040 0.0100

7 DU bk — F I S A 40 100 0.0040 0.0100

8 RAYS e RS g 40 100 0.0040 0.0100

3 WA R

A A ES, RANLI N ra, KA GB/T6682 i [ —Z%K .
3.1 HEE, ftal,
3.2 Of, ik,

16



3.3 HEg: ik,
3.4 =% 4 (CF:COOH) : faifal.
3.5 Z Y28~ (EDTA-2Na) : Wal, 7> 15 336.21,
3.6 IECke: tikal.
3.7 ZHIEMK: fika
3.8 =LA (0.1%) « HEMEI = L8 (3.4) 1mL, #EFFRELZ DY 288 —4h (3.5)
0.0067g (K5 ZE] 0.0001g) , HAKMBEIEE A ZE 1000mL, 755
3.9 “HITA Z MG HER R H I (3.7) 20mL, MZFEERE 100mL, IR,
3.10 FRREW (1%) « HEHEIFER (3.3) 10mL, A/KEZHESE 1000mLIE%] .
301 FEEUAN: R 1% FRER (3.10) 500mL, #EHHIIA 500mL FEE (3.1) , #
5y, BN{5.
3.12 HBRPRUERE IR RS BRI ASS4E 40mg, BT 20 mL Z&EEH, M F IR ZNE
B (3.9) BRI E A EZE, 185, G EE 2me/mL bRifEfl & AT . KRR 7
Fi 473 B 25 500 mg OREf 2 0.0001 g) , 05 E T 20 mL 2 &, I H R g IR e
WEZIE, P, RN 25me/mL [ B RARUE % 5% AT -
33 IRAPRUERE IR : RGN 8 AR > b fi s VA& B, T R R R & Br v G 7%
B, B HEIREE N 2,

%2 WLBREAEESE 8 FLH /NI & bRvE Nk % VAR

) TR R
Fr 4
(ug/mL)
1 MR S5 640.0
2 TROEROKE (LEKE) 467.4
3 fqoE 500
Bedk (C12-C22) = FIALIRIL
! CBAF i = ) 7000
5 T ek R R S 2000
6 TR A 2000
7 DU et R AR S A B 2000
8 RIVAVS el iE = R R 2000
4 XBAEE
4.1 FRCHEAR A, g FEAAS U B8 o
4.2 B PEIE VA

17



4.30.22 um JEME.
4.4 5.0, 12000r/min.
4.5 W TR 25 o
4.6 RF.
5 PR
5.1 IREBRIE RVE I ) &

BUR S ARMERE VA (3.13) , HIRBUAER (3.1 MBAFIRSIRE RIIE . SR
1 R 5 VO FH B -

223 WLBRENEESS 8 P IR A FRIE R 1 IR 1L

AR TRAFRUHE R AR (ug/mL)
NG R B4 128 64 32 16 8 4
ZR TR O e
- 93.5 46.7 23.4 11.7 5.8 29
(LlepkEi)

HOE 100 50 25 12.5 6.3 3.1

ekt (C12-C22) = MBIk
e o 1400 700 350 175 87.5 43.8

(PA e = R Ak )
+ Tt T IR A b 400 200 100 50 25 12.5
FTRAE 400 200 100 50 25 12.5
D0 eIk — F IR A A 400 200 100 50 25 12.5
RAYS s RS 400 200 100 50 25 12.5

5.2 B b3

HAERRRRHCEE f 1.0g, K& 0.001g, BT HIEWEEH, IARBUAR (3.11) 8mL,
EdR Y 30's, e SHRBGATZE 0], B IR 30 min (TAEMIF 20~43KHz, 200
WO, FHIRBGAR (3.11) ERZE 10mL, #5), HIMAILLCH (3.6) 2mL, WiEky 60 s,
P 10000 t/min &0 5 min. 7% FEIECKE, WFZEEHRE 0.22 pm JEBISIE, JERIER
AR

R R 8 Py ) B R I R v 2RI, R AT I B R R B A A
i it 230 BB HEAT 005
5.3 %S KMt

i FE:  Dr.Maisch GmbH Exsil Avanti BDS Quattro £ (5um, 4.6x250mm) , BZF5L
g

18



WHA: WA =R OBRIEW (3.8) , W B: O (3.2) , BRERBIET WLE 4:
K4 FRIELEM

time (min) A(%) B(%)
0.00 90 10
40.0 10 90
43.0 10 90
43.1 90 10
48.0 90 10

Wi#E: 1.0 mL/min;
. MEAREREE. R AR Ok E . R E RIE TR 270nm, H &SR

W5 v K 210nm,

HiR: 30 C;
HEFEE: 10 uL;
5.4 J5E

FECS 3BT, BURGHRAERIVEI (5.1) 43 5IEFE, BTG, DIARHE R
BIBAR B R AA R, WU AR, el bRt 25 o

s 27T N (ARF A GRS, BEAT T M, RS R B I TR AVER A e, A
W TR, MR A vHE fH 2 A5 A5 TR VO 8 0 2 70 HOMRE 4% TH SRR il P - I 52 410 (1

.
6 T RIKIRR
6.1 i+5
) _ pxVxD
m

Kb o—FE PHERREREESE 8 T TS &, ng/g:
p——lFEIE R LR SR 7 55 8 R AL (IR E, pg/mLs
V—FE i E AR, mL;
m—FE AR, go

D—MB (5 CInARFREN 1) o
FEEE VR R SRAT R TSI R4 SR A 200 22 (A ST BIE T 10 %.

6.2 [RISCR IR %
2 R SLUG HIGURAE B & PRI BT RIS  84.7%~128.2%, AHXT bR Z /N T
5.4%; AWK ZE A 83.3%~115%, FHXTFRAE 2 /N T 5.3%.
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7 B

DADT B, Sig=270.4 Ref=off (/@ HEG3-ST6".D)

mAU -

800

6.948- 1

600

o~
©
>
oo
400
200
o

-200

12.339- 3

-400 |

T T
10 15
DAD1 A, Sig=210,4 Ref=off (B IERING3-ST6".D)

mAU -

800 —

600 —

400

200

-200

-400|

1 FRUERW HPLC 2% it &

CLMEHisEE, 2. R OBROME, 3. AT, 4. Fobek =R, 5. + kit —H
BRI, 6. WREM:, 7. Ik TN, 8. Nk TR R AL

20



s C FrRUEdR S B3R
ST
75 FRAE B v i 4 CAS No T
(Mw)
1 LT S5 317.7 96% 13463-41-7 C10HsN202S,Zn
AT Tk 659-40-5 C2oH3:N406S
2 o 606.71 95%
(RLCBRET (3811-75-4) (CaoHaeN4O2)
3 foE 505.45 98% 55-56-1 C22H30CLNg
+ ke = R
4 ) 308.34 95% 1119-94-4 CisH3sN-Br
14z
+ bk
5 L 339.99 95% 139-07-1 C2H3sN-Cl
HE
6 FTRA 448.08 97% 121-54-0 C27H42CINO»
DUt — R R
7 o 368.04 95% 139-08-2 Cx3HauN-Cl
RE
R AV st R s
8 o 396.09 95% 122-18-9 CosHaN-Cl
A
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(9 R EEXUIR

1 5

AT IFHRE T R FH v AR EEa i v s A ot o SR R TR U 5

RIEE T A KBS BRI B A Mtk
U2 2 (R0 5
2 HERE

AV AV 7R SR it P SR B P UK, FH v AR i A 70 8, B ) A A
W, SRR AR e, e, Drdkih &t RS .

ARTT XS R R SN H B 30ng, € &Ry 100ng, Wi LAGRE 1g o, SRflhs
WKIZN 0.00167%, HALERWKEH 0.0050%.
R wiliipp s

BRI RE SN, AR TLE, KN GBIT6682 FUE I — 2K
3.1 WiEE, tikal,
32 4fff, tikal.

2o
+
o
il
>
i

3.3 IKOTR, thikap,

3.4 R (85%) , a4l

3.5 ZRE:, ks, M=77.083g/mol.

3.6 WERR &%k, M4k, M=115.03g/mol.

3.7 IECkE, 4 Hr4d.

3.8 0.02mol/L ZFR%: (pH=4.8) : HEAFREN LR (3.4) 1.54g, fHN/KZE 1000mL, 7847k
51, HUK 2 pH=4.8,

3.9 0.1mol/L R — S /KIEW (pH=2.45) : AERRAFREUBERG — S8 (3.5) 11.5g, fM/KZE 1000
mL, FI#ER (3.4) i pH & 2.45, B>,

3.10 $EHUA A AERRREEL 0. 1mol/L Mg — S HoK¥EW (pH=2.45) (3.9) 900mL, FFIIA

100mL ZfiF (3.2) , B4,

311 brdtsh, REAEEIUIN, 265>95%.

312 ARERE A (p=25 g/L) = HERARRECR & XU AR AE il 500 mg, F5T 2] 0.0001 g,

SRIET 20 mL AR, HIRIUER (3.10) BMtFERZ2ZIE, 5.

22



4 B MEH
4.1 RO T g A
4.2 B PAEVERS .
4.30.22 um JEME.
4.4 B0HL, 10000 r/mine
4.5 WRIENRG B o
4.6 RKF
5 ST PR
5.1 VREFRER TN H&

R A PR #EfE 5 (3.12)3&E &, AR BUA R (3100 Mk fF Spg/mL- 10pug/mL . 50pg/mL .
100pg/mL. 500pg/mL. 1000pg/mL F 51K EEARETAI . At W BRAL -
5.2 FEanAbEE

HEMPREURE  1.0g, KSR 0.001g, B TRENESH, MARIUAR (3.100 8mL (A
IR 30 s, A SIRPUAR (3.10) MRS, B AR 20 min CTAESZ 20~43KHz,
200 W) , FHIRERIEA (3.10) SEAZE 10mL, #£21, FIA 2mL IECEE (3.7) , JAJiE 30s,
PA 10000 t/min &0 5 min, HFEIECKE, BFEERS 0.22 pm JEETIE, JERAE R
VWA . B FDE ERREOA T (3.10) Wk,
5.3 ZHE ML KN

it Agilent Zorbax SB-Cis 4% (5um, 4.6x250mm) , BUEERTEIEH:.

WBhH: W A: 0.02mol/L Z.1R%% (pH=4.8) (3.8) , VW B: ZH5EW (3.2) , %
FEBEIL (A+B=60+40) .

KA 236nm

JiiE: 1.0 mL/min;

i 30 C;

HEAEE: 20 uL;
5.4 e

FECs 3O TN, BURSFAER I (5.1) 2 RIRERE, BT EIEOHT, LUbrdE R
HE TR BEAME AR, VTR AR, 2l vt it 22 o

Hees 2700 B AR VA RERE , BEAT (0 i, AR OR B T RLEE A e 1, TNTS

23



WA, MR A vHE T 2 A5 B A5 TNV R SRR TN B 2671 A i SR P 2 X0

AR5 &
6 7 Hrai R R R
6.1 15
w:prxD
m

A o—FER P RATENINN S =, pe/g:
p—— RV T SRR T HE RN 2, pg/mL;
V—HE i E A A, mLs
m—FE IR, go
D— R 54 CAERFRNA D .
TE S PR SR T SRAT I 5 OB ST 4 SR o 22 (AP I R TP 1 10 %
6.2 [T AR NG 2%
% X S0 Y UEAE E B T IR P A Ay 85.8%~112.8%, AHX AR (w22 /N T
4.4%; oAtk B RIKCR N 90%~112.1%, X FRIHER 25/ T 3.6%.

7 EE

3500 ]

E

1200 ]

1000 ] g
" }\}\W\,_\_/JL%,;
G N ]
s i s B ids = i7s B

B RANEXARRHERH HPLC 225 (i
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% D

PR (s B &
FRUE ST E 4li g CAS No T
TR AT 115.06 95% 133029-32-0  (C5H14N6)n

25



(1) g5 g

1 5

AT IFHRE T R v AR € ) A i i T B )

AP E TR KIESE . BRFLIEE . BURIE. S INEESE . Ry SRttt it it oo B g
ERIIE .
2 HERE

LAVR VA AR A e it ifg s e, e RO A3 0 B, — B ) e U 2 A
KA OREE B A R e v, A e, DndE &t e .

AR R 5 B E IR PR 30ng, T RS 100ng, WILAEUKE 1g v, SRARATH K
40.0030%, FAKEEHKIZN 0.0100%.
R wiliipp s

BRI RE SN, AR TLE, KN GBIT6682 FUE I — 2K
3.1 WiEE, tikal,
32 4fff, tikal.
3.3 R (85%) , faikdal.
3.4 WA 4, ik, M=132.06 g/mol.
3.50.02mol/L BFR A — 4 (pH=7.0) : HERAFREUBEIR S — % 2.64g, M/K% 1000mL, 7875r
B, AR IE pH =7.0.
3.6 brdEdh, WEICBNE, AE>95%.
3.7 M ERE &V (p=25 g/L) = HEBAFREUE 70 & e AR AE M 500 mg, AEHHE] 0.0001 g, &
T 20mL et AFRERIFEAEEZE, 8.
4 AR
4.1 RO A
4.2 R PRIE GRS .
4.30.22 um JEME.
4.4 &0HL, 10000 r/min.
4.5 IRIERG % .
4.6 KT

26



5 PR
5.1 VRAARIE R FIVE R I

EUbRAERE ST (3.7) W&, FHEE (3.1) S 10pg/mL. 50pg/mL. 100pg/mL.
500pg/mL. 1000pg/mL R A EARMEEIR . FriHEE B0 .
5.2 FEah AL

HEMPREURE i 1.0g, F5HE 0.001g, B THIEWEEF, MAFEE (3.1) 8mL GREk
¥ 30 s, AR SHEE (3.1) 78708, BA IR 20 min CLAEMIA 20~43KHz, 200 W) ,
FHEE (3.1) EFAZE 10mL, #£2J, LA 10000 r/min 0 5 min. B ERSHZ 0.22 pm JEfEE
Ve, VEMAVENRBEE A . VERFEEFE (3.0 Wik,
5.3 ZHE ML KN

i Acchrom Xaqua CN (FZE) # (Sum, 4.6x250mm) , BREEREAEH:.

WMBENAH: ¥ A: 0.02mol/L MR —4% (pH=7.0) (3.5) , ¥ B: LMEEMH (3.2) ,
SRV (A+B=30+70) .

R : 215nm

Jii#: 1.0 mL/min;

i 30 C;

HEAEE: 10 uL;
5.4 e

FECs 3O TN, BURGFMERFIEI (5.1) 72 RIEERE, BT OO, LUbsdE R
HEIRIR B AR SR, VTR AARR, 2 br vt it 22 o

Hees 2700 B B ARr VAR ERE , BEAT (il o0 i, AR OR B T RLEE A e 1, TNTS
WEETHI AR, MR A A vhE it 215 25 I VA s e B VR BE, 207 TH SRR i b g S BRI A
6 ST HTEE RIRR

6.1 15
(oszVXD
m

b o—F R BRI SR, ne/gs
p—— PRIV I 5 B IE IR, pg/mLs
V—FE b E B, mL;

m—FEA R, go
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D— MR CnARRBEN Y D .
E T SRS R T 3RAG 10 1 T R R 11 48 0 28 S A5 o S AP 8B 1) 10 %
6.2 [T AR ARG 2%
% % S5 S B UEAE 58 B R BRI FE BT [RIWsc% 0 88.8%~113.0%, HHXAr w22 /N T
3.6%; HAMIEKFZERICE N 76.0%~103.0%, FHXTARAE Z /N T 3.5%.

7 EE

] DAD1 B, 5g=215,4 Raf=off (JING-51FF-GROUP# 120180223 2018-03-30 10-23-111575.)
mau

g

N

& 1 ﬁﬁ’%%ﬁ/ﬁ ﬂﬁHPLC%%é l
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% E

FrAE s B3
FRUE ST E 4li g CAS No T
T B 115.06 95% 133029-32-0  (C5H14N6)n

29



(7)) WA R
1 EHE
ARTFTIFRAE T R P v R i vk I At it R R PR R 7
KRINEE T KIES . BRI BRI A IS et & il R 2ok
B I E .
2 HERE
PUR AV RSB S B ER AR, FH i AR A 2 85, R A 2
KRB WA R e v, AR E R, DI ZE TR A
ARITIEX B AR HIRE tHBR Y 1.67ng, B &Ry Sng, GIBAHURE 1g ¥, SARAT ik
74 0.0003%, FAKE TN 0.0010%
3 AR
BrAERESS, ARSI, KON GB/T6682 FIE I — 2K .
3.1 WEE, ik,
32 LJiE, thikal,
3.3 IKOTR, thikap,
3.4 brifEdlh, BERAOR, ZEEE=95%.
3.5 FRifEfif &V (p=1 g/L) : AEFRFREUN R AR bR AE 5 500 mg, F5HEE] 0.0001 g, 735
BT 20 mL AESRA, HIRBUER (3.9) Wt EARZE, 8.
4 {EREE
4.1 RO A
4.2 R PIE VLA o
4.30.22 um JEME.
4.4 B0l 10000 t/min.
4.5 WRIENRG 7 o
4.6 RF.
5 PR
5.1 VRAARIE R FIVE I I
BURA PR HERE & (3.5) &, HEEE (3.1) #WikfF lug/mL. 10pug/mL. 50pg/mL.

100pg/mL. 250pg/mL. 500pg/mL R AWK FERAEE IR . FrAEVE BN BT .
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5.2 FEahAbE

HEMPREURE i 1.0g, F5HE 0.001g, B THIEEEF, MAFEE (3.1) 8mL GREk
% 30s, A SIRIGAT] (3.9) 7/HRA), AR 20 min CLAESI# 20~43KHz, 200
W), HHFEE (3.1) E#Z 10mL, #£%5), Ll 10000 r/min &> 5 min. U IEWHZ 0.22 um
e IE, EMIE IR . DB ISR EE (3.1 Mk,
5.3 ZHE ML KN

iR Merk HILIC fi%4: (Sum, 4.6x100mm) BR&ERE 84

WA W A: K, WK B: LF (3.2) , FEHM (A+B=15+85) .

Rl : 220nm

Wi#E: 1.0 mL/min;

FiR: 30 C;
HEFEE: 5SuL;
5.4 Mg

FECS 3T, BURAARHERFIEM (5.1 - HHEFE, HHAT OIS, ibaie R
FUEHOR B AR A bR, WU AR, i bRvE 2% .

5. 27T AR IINABOIERE , EAT Gl o0 AT, AR O BRI (R RIS A e i e 1k, WA
W TR AR, AR A A it 2R A9 B4 VA BB R IR, 40T R b P IR R R I & =
6 M4 R R IR
6.1 i

VxD
a):px X
m

X o—FER PR RIN S &, ne/g;
p——FEE TR H IR AR (MWK E, pg/mLs
V—FE i E A AL, mL;
m——FE AU, g
D— R4 CRFRRBE A 1) .
P B SRS AT TN IR B I AL I 45 JR A 4 0] Z2 (AL AR SME ) 10 %.
6.2 [EIHS R NG 2% P
2 X Y FIUEAE E BN PRI EE M R0y 85.2%~114.8%, AHXS bt 2/~ T
4.9%; HAfHKERICR N 85.9%~111.2%, FHXTARAEMmZE /N T 4.1%.
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e

7 DAD1 A. 5g=220.4 Ref=off (ING51FFJ PSBG12018-10-09 NO 558151525006 ML T)

2000

1500

— > 4776 - PSBG

10004

500

\_
==

\

E.

T
[

K1 IR RRAER R HPLC 55 (il &
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% F

FrfE s Bk
Bt i SR afi g CAS No Vannige
TR AR 434.58 95% 102-98-7 C6H7BHgO3
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I W ERERFT R
1 5

KTTEIE T R SAH G 5E A bt RS 31 M2 oy i) & & .

ATTEEH THES KIS BRAE. BURSS . S R d i At ot F IR A%
31 PP & ERIIE .

KRITVETRI 31 Fhé oy R HER. | g WAL, =80T, KPR
g, KHRFAEE. KPRORE. KPRAR. KPR TR, KPR T EE. XPE. B
B ERRIRER . RECRIIEE . AR, RS EREER . A 2R AR R-5-BE. T
IR AL ER . XU . AW, ARREREY ., 4RI RN 4- R HR
R, 4-RIXH IR K, 4- 2R HIRARE . 4-BERKHRR T B, 425K IR T .
4-FRFER R IR . 7- CEDANEMER . — FH ORI GE . R .

2 HERE

DA B i 5 PR R A R SR A vt v 31 ALy, AR BRSO B, SR B T Akl
SRR, AR R B ) i, WA E B, DM & RS E

ARTTVERE 31 ML o ks A RR B PRAEURE 8 1g I Aer HR VR FE, S I Bk 2 L3R

I.
F 1 31 M ROk PR L e B A AR AR A R Bk

e SR R R i o THEERE
(ne) (ng) % (%)
1 R 40 120 0.004 0.012
2 AcE 10 30 0.001 0.003
3 AR 20 60 0.002 0.006
4 =EURUT E 20 60 0.002 0.006
5 7 H R R 20 60 0.002 0.006
6 2 R 5 A e 20 60 0.002 0.006
7 AR B 20 60 0.002 0.006
8 7 H B N B 20 60 0.002 0.006
9 RHE T M 20 60 0.002 0.006
10 KERT Bs 10 30 0.001 0.003
11 2 10 30 0.001 0.003
12 FH 2 S g e I 20 60 0.002 0.006
13 A TN 10 30 0.001 0.003
14 g 20 60 0.002 0.006
15 FH 5 S A A e 40 120 0.004 0.012
16 AL 40 120 0.004 0.012
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PR EER PR EEIR

5 Hor 2 RrHIREE (%)

(ng) (ng) (%)
17 AL AR -5- 1 10 30 0.001 0.003
18 TR 20 60 0.002 0.006
19 ot &[] R Ty 10 30 0.001 0.003
20 A—HH 10 30 0.001 0.003
21 EIE S-S} 10 30 0.001 0.003
22 4-F IR R S TR T 20 60 0.002 0.006
23 4- IR R S 20 60 0.002 0.006
24 4RI LT 20 60 0.002 0.006
25 4- R FEIR IR 20 60 0.002 0.006
26 4-FRHEE TR T e 20 60 0.002 0.006
27 4-FRFEETR T B 20 60 0.002 0.006
28 4- IR R I 20 60 0.002 0.006
29 7- LR E ML 20 60 0.002 0.006
30 AL Mg 50 150 0.005 0.015
31 v 50 150 0.005 0.015

3 EWAIFAE

B 3R o, RGBT, KA GB/T6682 FLE (11— 2K
3.1 HEE, ki,
3.2 AlH, tikal,
3.3 =S4k, W,
3.4 Z U2 8 (EDTA-2Na) : 74, 7015 336.21,
3.5 =R ORI AW WERBFREL 37.50g RS 0.01g) =& 412 (3.3) f 0.50g CREffi & 0.01g)
LW R 4 (3.4) , F/KIEfE, Fi%EZ 500mL.
3.6 FRE-=A ARIBA: BUFREE (3.1) 20mL, =S LBIBEAER (3.5) FFE%E 100mL.
3.7 HARARMEAE S IAI (p=25 g/L) : FEEHFREL 31 P AnEY) 45 500 mg, FEfiE] 0.0001
g, & 20mL FEHT, PR (3. BT HERZIE, FHI 31 P b br il &
VW o

3.8 IR G bRk
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3.8.1 HR4E 28 T2 /MR A ARHER I : 73 I FEHUER 7- LB XUFRUEMER . — I BEE A | T3 —
WA 28 FEH A pRUERE UG R, T 10mL &M, HFEE (3.1 MREEL, BCHIRK 28
T2 /IR A ARUE R, & IR EE LR 2,
3.8.2 7- 23 BUAREME IR AR HEVE W : RSB RS E 7- 25 DA BERE AR e £k % S &, T 10mL
AR, AW (32) MRS, MHIR 7- L H0ERERE bR A, WREE LR 2,
3.8.3 HIJEREMEBEARMEVA IR : K B R B — P R E M e b A S VOE =, BT 10mL AR
d, FHEEE (3.1 FRE s, Bol e F IEREm e bR i, R LK 2.
3.8.4 R MEARAETETR: FEEBBUL AR HEM & WOE R, BT 1omL AEM T, HH -
SRORIREW (3.6) FREER, ISR AR, WREE R 2.

F2 31 P BRAEEIKIE

o o WALV R
(ug/mL)
1 TR 4000
2 AoE 1000
3 [ 2000
4 =EURUT BE 2000
5 7% F R R 2000
6 2% FR A I 2000
7 X HTE 21 2000
8 7 R e 2000
9 AT M 2000
10 R T M 1000
11 R 1000
12 FF 5 S e P P WA 2000
13 BRI 1000
14 th 24/ 2000
15 P ik S 1 A i ) 4000
16 A 2B 4000
17 hApAE ke -5-1 1000
18 i 2000
19 Xof G A] H By 1000
20 HAHB 1000
21 QIS5 107 1000
22 4-FR R R 7 A 2000
23 4-F2 B8 TR F I 2000
24 4-F2ER TR 2.1 2000
25 4-F2 B IR TR T e 2000
26 4-FRERTR T M 2000
27 4-FRER TR T M 2000
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Fe5 I 44 FK PRV IR

28 4-F2 B R TR Y I 2000
29 7- L HERUIRIE ek 2000
30 R M 5000
31 B 5000

4 AR
4.1 TGRS SREE TRIE: (FID) .
4.2 JRFEPRIEGEAS .
4.3 0.22 um JEME
4.4 B.0HL, 10000 r/min.
4.5 IRTENRT 5 o
4.6 KT
5 TR
5.1 IRE IRk RV %
5.1.1 HREE 28 FhZH /3R & bt R AV VIV i) %
HUBAFREE (3.8.1) &R, MWE (3.1) FRHIERAIRERIIER, FH5hr
RGBS WA 30 TR A AL R SRS IRC o
5.1.2 7-LH XA EME AR HE 28 51) 18 VR i) 26
Y 7- 2 3R EM bR e A VAT (3.8.2) & &, FHAER (3.2) BREHIG 7-2Z K000
WAL HE R TEI,  FRiE R RO B L3R 30 itk R B VA VRS I FH L«
5.1.3 BRI e by ik 22 51 VAR 1 ) &%
HY R ML A A 25 VAR (3.8.3) &, IR (3.1) ke hilf — HBEE ML b it
RYVEW, b RVEBIR LR 3. bR R 5N I BLRC .
5.1.4 R EARE RE W&
WK “ bR HERE A TR (3.8.4) 1E&E, HNR-=SCMIREGW (3.6) MkH|E K
PRERBIVETR, bk R BR BE WL 30 ARt 3R 50V NI AL o

3 WERAE 31 il oy RYIK EEARMER L

HFR REIRERFIERIRE (ug/mL)
R 400 200 100 20 12
fAoE 100 50 25 5 3
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EY S TRGIRERIIERIRZ (ng/mL)

8] i%d 200 100 50 10 6

ST 200 100 50 10 6

2R iR g 200 100 50 10 6

2R R 5 7 i 200 100 50 10 6

2K W R 2.1 200 100 50 10 6

2R R A g 200 100 50 10 6

KR ]l 200 100 50 10 6

KR T g 100 50 25 5 3

2R H 100 50 25 5 3

P I 0 1 M R 200 100 50 10 6

R T N BE 100 50 25 5 3

g 200 100 50 10 6

B S S5 N e R ] 400 200 100 20 12

WA 28 400 200 100 20 12
AR E-5-HE 100 50 25 5

+— IR 200 100 50 10 6

ot 8] B gy 100 50 25 5 3

W 100 50 25 5 3

RiE S-S N 100 50 25 5 3

4- 2 F R R 7 IR 200 100 50 10 6

432 F R R S 200 100 50 10 6

4-F2 3L IR H R 2.1 200 100 50 10 6

4-F2FE R R TN B 200 100 50 10 6

47 FORH IR T T Big 200 100 50 10 6

45 FEOEH R T e 200 100 50 10 6

432 30K W R TR e 200 100 50 10 6

7- L FE XA ERE bR 200 100 50 10 6

R 500 250 125 25 15

i3 500 250 125 25 15

5.2 HEEb bR
5.2.1 FHTWIERR T- ZHEXUANEMEn [ RS 29 Fi2H 53

HERFREURE i 1.0g, AETHE 0.001g, BT AEREES, IMAFE (3.1) 8mL, HiEk
% 30s, (EIAFESRBUEFIAR TR, A FZIN 20 min CLAESI# 20~43KHz, 200 W) ,
FHEE (3.1) EFAZE 10mL, #£2J, LA 10000 r/min 0> 5 min. B ERSHZ 0.22 pm JEfEE
UE, VEWAENRBEA A . LB EETEE (3. Rk,
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FeiE s M (S I 5 YRS T B At i
522 (W TE 7- 25 XA LEME it

AEFFREURE i 1.0g, F5HAZ 0.001g, B THIEELOE D, IMAWE (3.2) 8mL, gk
% 30s, (AR SHRBUAFRIFR IR, A FZE 20 min CLAESI# 20~43KHz, 200 W) ,
FITAER (3.2) %% 10mL, #£27, LA 10000 r/min &> 5 min. B EIERZ 0.22 pm JEfE
I, MRS . LERFE RN (3.2) Wk
5.2.3 A H T e e

AEBFREURE i 1.0g, KEHIZ 0.001g, B T R ZEHAEE T, M- =R LRI 5 (3.6)
8mL, WA IEPRT 30 s, MAFE STRBUAN 78RS, A FEEL 20 min CLAEMI% 20~43KHz,
200W) , HHE-=RORIEGH (3.6) EXFZE 10mL, #E251, L 10000 t/min #5.0> 5 min.
B EVEWE 0.22 pm JERGS B8, IERAMEAIKFERIEH . DENAEEN - ZA2RRE
W (3.6) Fikt.
5.3 ZE Mk &AM

ikt HP-FFAP (30mx250umx0.25um) , SRR it

HRAE T : HIA6HREE 40°C, fRFF Imin J&, LA 50°C/min (I THEZE 100C, fR+F Imin
J&, LA 5C/min B FEFHR 2 200°C, {REF 3min 5, FLL 50°C/min FIEZFTHE S 240°C,
£R¥F 15min;

BERE R . 220°C

for il #RJE : 250°C;

/A Noo, Jiti#: 1.0mL/min;
AAUE: 30mL/min;
A 300mL/min;

AR mE: 25mL/min;

BERETTR: PUREERE, MR 5:0

R 1 L.
5.4 e

W51 TR 31 LA bRt RAVEWR, o3l dEre, e ib s, DIARiE RINERIKE N
BEARKR, VETIA AR, 23l 31 FhZ or bt 2k

HU 5.2 T0U R F AL A AR IIRE S GRS, DS s B, DUOR BB IR 1, DA 0TI,
AR B vHE it 2843 2UARRIIA TR & AL 2 IR EE, 3% 67 THERE b & e 43 1 4 e
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6 TSR EIRIR

6.1 i
m
Kb o—FEM T HIREE 31 P E &, ng/g:
— AR T RS 31 ML B, pg/mLs

V—HE i E A A, mL;
m—FE R, g
D— R4 CRFRRBEN A 1) .
FETE IV N AT R PO ST IR A5 B A 246008 22 A AN SEAR-P A ) 10%.
6.2 RIS R NG 2% P
2 X Y F I UEAE E BN PRI BT T Bl Y 82.0% ~111.9%, HHXSAx i fw 7= /) T
8.7%; AWK IZ [HIUF A 91.1%~114.6%, FIXTHRAER 2/ T 8.3%.
7 WHE

T FID1 A Frent Sgnsl (ma-ir-kiGmd2 2018-05-24 NO 179uest=i6.D)
oA

200
500
400
3004

33423. 26

P It
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200
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E=———20461- 14
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=098%0 "% 1
17 841 - 12

B 18607 - 13
10.338

b———roa0- 2
2683
10,179

T T T T
10 15 20 25 20

1 RS 28 AN ER RS E BIEE

(1. Wig, 2. WO, 3. W, 4. =BT EE, 5 FEFBRTE, 6. XWIRREHERE, 7. KWK, 8
RTINS, 9K HER T THE, 10. ZXFHFER TG, 11. SKHEE, 12, FHIEGSTFHEMRET, 13. XEFNEE, 14.

AR, 15, HISLRUEMEIRER, 16. M LM, 17.404Aeke-5-0¢, 18, +—Jle, 19. XF&IAHFE, 200 A=
Wiy, 21, ABFIEIRW, 22 4-FRBTIRFANE, 23, 4-REETIRITEE, 24 4- LK PR LM, 25.4-8

SRR, 26. 4- W R T lE, 27. 4- R R R T IS, 28. 4-F2 R R )

T3 FID1 A Front Signal (e,

T T T T T
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&
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200
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