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BmREERIFHE
BmPRBFIENNE
1 SEH

AKRHERLRE T8 dh AR SR FUBE BB E 0 1) ¥

AKREE T2 4L s B bl CROFERF RS 2 R 2L & dh) 24 LB & dh
FUE A POBE R B i R R R FUBE R E o ASARHEANIE F T [R5 AR SR SR ) 5
Bl AR IR SR A E o

2 R

SR R R AURE (noh2~7) QKRR 2-E IR WG AL, HIVE XD A 0E 1 iy
BRI . VER TG, F @ ROBAR (-2 R 2 A . SR AR 1Y) I AR 4 FH A 1)
8 2 A T YRR £ 8% R JBR 5 1 Y2 R PO [ SR 5 B8 R U 2R~ UM 11 O B ) 2 428, R PR AR R oz
RE NG T B2 PESE RN EYI Ui € &, FIRRTLRE. 2P PSR e, BHIRER+

FANEE &
3 AN A

BrAEA AU, AJ7ERT AR 8t al, KAGBIT 66824 € [ —2K .

1385

1.1 “HETH (CH0S) : fitiali,

1.2 2-FHERH I Z (C;HgN,0) .

1.3 MAEEMEAILE (CH;BNNa)

1.4 Z (CH;COOH) .

1.5 214 (CH;COONH,) .

1.6 HER% (HCOONH,) .

1.7 HER (HCOOH) .

1.8 Zfi5 (CHND « fhihal,

1.9 VEMHIMELF RS (CAS: 9032-08-0) : i /1=60 U/mg.

S BEEIE 7155 GB 1886.174-2016 A3 T4y

3. 2 ik FIBCH

3.2.1 LFR-— W HIAT (3+7, RFALL) = 43 & H 3 mL LBRA 7 mL = HI E MEIRAE GeAf

HIRAHA, &M I

3.2.2 2-F I K R RATAE VAT (0.35 mol/L) : WERFREL 476 mg 2-& 4 75 L% A1 630 mg

FHEMEBN TRt , H 10 mL ZFR- WA (3+7) g, IREIIS . A,

S EEEME AR . B SR XTI S, R R B M o AT AR e AR o
1
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WA AP %, 7EERE T BT TG R

3.2.3 LBV (0.2mol/L, pH 4.530.1) : FREL 1.549 LFR%:, H 80 mL /K¥fE)E, H 4
FRYA™T pH 2 4.520.1, HI/KH#REE 100 mL. I FIILRC .

3. 2. 4 VEMYHIHE T E AR (180 UimL) = FREUETEZ KT 900 U Ve i f HF VA T 5 mL &
FREFAEW (0.2mol/L pH4.520.1) w1, HiFEZEseeiafk. eI .

3.2.5 WERE AW (50 mmol/L, pH 4.440.1) : FREX 3.159 HER%¥%, F 900 mL /KiFE, H
HER ™Y pH 2 4.420.1, HI/KHiFE 2 1000 mL. Iim FHELRC .

3.3t

3.3.1 ZZHFPEbRAES (CioHpp011, CAS 5@ 69-79-4) 4 =>98%, k4 [H ZNUEH% TAniEd
JRAIE TS (bR HEDD R -

3.3.2 ZHE=FEbrrEM (CrgHs016, CAS 5 1109-28-0) 411)F =98%, B4 [ ZKINIEI 4% THr
HEY) TR bR HEP IR

3.3.3 ZHIURERAESL (CosHinOz1, CAS 5@ 34612-38-9) 40iJF =95%, k& [HZNIEH%T
FRUED) I 15 IR T o

3.3.4 TR EM (CyoHs2026, CAS 50 34620-76-3) 4l =>95%, & [HFINIEH4% T
PR T IE 15 (bR HEA) i o

3.3.5 FE/NKEbEM (CaeHe20s1, CAS 50 34620-77-4) 4l =95%, =& FINIEIF%T
FRUED) T 15 PIARAEYD T o

3.3. 6 EHLHEbREM (CioHi0g6, CAS 50 34620-78-5) 4l =>95%, B4 [EFINIEH4ZT
FRUEDD T AIE 15 AR EYD A o

3.3.7 ABEFRUESY (CroHpp011, CAS 5. 63-42-3) 40/ =98%, BUZ [H SIAIE 4% TArdE
UEPS AR AEY T

3. 4 tRE IS R EC

3. 4.1 ARfERE AW (10.0 mg/mL) = 4 AIHERIFREL 100 mg CRERE 0.1 mg) FIFLAE. 22254,
RN ZFIURE. FHERME ZFEARE ZH LR ES, FUKISRIEER SR 10mL, R
5o K EARUERE SR BN, T 4 CRAF, RAFIM L AH.

3.4. 2 WG PRAE AR (1.0 mg/mL) = WREUSFRERE & (10.0 mg/mL) 1.00 mL - 10 mL %
B, IKERRZIE, R . kAR

3. 4. 3 VRAFRUEME A (100.00 po/mL) = WRERVR A B 3 (1.0 mg/mL) 1.00 mL F 10 mL
R, WKEFERZE, B . AR

3. 4. 4 RAEFRHERYI TAEM: 43 WIWBUR & brdEH A (1.0 mg/mL) 1.00mL. 2.50mL. 5.00
mL T 10 mL F=IEH, NKEFZZE, B . 70 5IRBUE & bk ¥ (100.00 pg/mL)
0.10 mL. 1.00 mL. 5.00 mL T 10mL & &+, MAKEERZIE, B REVRERSTAE
I BB B 43 591 1.00 pg/mL. 10.00 pg/mL. 50.00 pg/mL. 100.00 pg/mL. 250.00 pg/mL
11 500.00 pg/mL. I A ERAC .

4 UEBRIRE
4.1 FEROBAR AL B SOBRI .

4.2 RF: JEEJy 0.1mg Al 1 mg.
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4.3 pHit: F5EN 0.01.

4.4 AR AR

IN

.5 ER K -

4.6 B,

4.7 BLHL.

.8 AHUMFLIERE: 0.22 pm.

IN

[&)]

TSR

[¢)]

N HERATIE
R

BCEREHEMFE S 20 200 g, WASFEIES); B S B ANPIRAE RS Hih
FEG TSR B 5] . Hl & G RFE T 0 'C~5 CIRIE, %M.
5.1.2 HEEBEE MY RER

AL S A JNERHT AR L S i %00, e AR AL S R T4, A
JER, ATHEAT 5.1.3 iXAEALTE.
5.1. 3 X KELL IR

FREX 1.000 g B0FE T 50 mL Gedfr K, HBZ somL BEF, ke EZZE,
RS, AENEFE, PR . WX 20 pl 3R T 2 mL B0, N 200 il 2- 28 2228 H It fi
AT, REIR A 30 s, 7E 60 C/KIEHIRIE 120 min, HUHMEFR, WA 1 mL LR %
W (0.2mol/L, pH4.540.1) JWliEIRE 30s. FFZEL 0.50 mL {BA T 2 mL B0 H, A
200 Pl VER HTREEFBEVA TR (180 U/mL), fE 50 “C/K¥s F 45 30 min, HUHUME %, A 0.70
mL £}, 8215 6000 r/min E5:.0x 5 min, FiEHRA 0.22 pm AHUSFLIEEE 38, At S 3eniAH
I E
5.1.4 ZRE

PRI AR R R KT 50 mL &, LR PER% 5. 1. 3 SilFERIn Ab3t .
5.1.5 fRERFITIERITE

FEEL 20 L brvHE R A TAEEW, N 200 L 2-%0 35 25 R AT A VA, iieiR A 30 s,
7E 60 C/K 4RI 120 min, BUHARE=E, WA 1 mL L% (0.2 mol/L, pH4.540.1)
W HEIR A 30 s. FFAZHEN 0.50 mL B A VA T 2 mL B0, IiN 200 b 2 FR % V7 (0.2 mol/L,
pH 4.520.1), M 0.70 mL Z. /%, J8%JJ5 6000 r/min &0 5 min, i A 0.22 pm A AL
PRI YRS, A RO S E .
52 UHB/mSEXRM

5.2. 1 it eGSR A 1R 2 FLARE R (i 4 (150 mm>4.6 mm (N42) , Fifs 2.7 pm) ,
AR

5.2.2 WishAH: REHA A: FERELVETR (50 mmol/L, pH 4.440.1) ; Jish#l B: 2.

5.2. 3 WBAHE: 1.0 mU/min, FEENAEEEEEVEBLRE T2 WL 5% B.1.

5.2, 4 KGINES: RICARIMZS, WOk 355 nm, R AT 430 nm.

5.2.5 fFid: 30 C.

()1
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5.2. 6 HEFEAR: 20 P
5. 3 frERhZRYHIE

W IR A AR R B TAEIRAT A7 0 N S OB B il A, 05 A [R] 2R JBE 22 2 W 28 b
R LB AT A P i BT AR, DAVRA AR AE R 51 ARV 00 22 2 Bl Sl i A FL BB AR o8 i ok P
NREAARR, DAASIRI SR B 22 SRR ARl T AT AR P W T AR AR AR, 2l AN [F) SR FE 22 22K
R TRE b R LB A A it 22 o AN [R) 3R FEE 22 2 0 S v vt R 7L W A3 A6 P Vs Y ) €3 L 2 DL B
sxCHEIC.1.
5. 4 IR ERYNE

B RFE AR N S RO (g0, 2 DL DR e AN R R A FE R AR BT I TR B, 20l
S5 I FERERTAE M W T AR AN UL S U L 22 2 WEAT AR e I AR, AR A 0T B 5 BEAR b 07
A=W AR HE 2 23 T E SRR VAR RS R SR S FE BRIV BE, AR LA AN 22 2R B R R vt T AR
it il 2 3 ) vk SRR T PR AN 2 SRR IR B . SRR T AR S il 2 LI SR CIEIC. 2,

6 IHEEREVRIR
AP IR AR S & X 520 (D i E:

X = (X Popi =P~ P ~ Py )XV x1000
m x 1000 x 1000

A
X—— il IR AL & &, AN BT 52 (glkg)s
V—ilFEE AR, BACAZTE (mL);

POPi HH A v it 215 B0 AN [ 58 & FEREAT AR DRIk BE, A A = (pg/mL)
(i:2"7>;
po—T HIRFER IR P AT IR E, BAL N 2T (ug/mbL);

p ar—— SRR T IUBEAT A RS, AL Z (po/mb);

p wrr—— AR P2 AT AR EE, A= (po/mb);

m——RFE R, BN (g);

1000——# 55 544

THEEE R UL VAT N A I OB SL I E 45 R IR SMER R, RE 3 A 83K
Fo

7 fEE

K4

FEERVEFRAEN, SRAG P ST IN E 25 R 280 2 (AL AT EI{E15%

8 Hfib

MFRFEE N 1.000g B, fr PR 1.0 g/kg, EEFRA 3.0 g/kg.
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FMisR A
HiRBEEMEIRER 5%

A1 JRIE

SRR IBCR I VE A HTPE H B RR 22 2P RS . Ve T IR, B-~FFLRE R A AL it o R LB AN
REAFIANEGE, 2 22 HEEPBALATA, &SRO G- SO RN SR . KR EAS S ARYE
Tl 5 R B IS T 90 B 20 T VA TINRIT s SR FHARL R I 5 5 P52 32 2 W SR TR AR vEE Y o M ARie 20 ) 5
BT SRIATAEY S &, 0BT QO ZE ZEREAT AR & R T R AR SRR R E Y e
o A RFE P ARSI P S RN T E IR, WIARHE T EANE Tzl B P IR 7L
R FE I E

A.2 R

A2.1 B-PFLMEERRA W BEYE J)=4000 UimL.
SEe WS JISE )7 10:5% GBIT 33409-2016. X T- AN [FIHtE VR ) B~ FLUH 15 Wi A VAL TE o6 FF B 75 14647 I B BT
A2.2 B (75%, RFA%0: =EL 75 mL Z /KRR £ 100 mL.

FoAb I 3 3.
A. 3 {XERFIIR &
Al 4 (/L E.

A 4 SR

A.4.1 B - BEHBSARIIE
A.4.1.1 B-FAEEEERLIE

W HY 700 Pl K F 2mL B0 H, N 50 plB-- LR BRA W (4000 UImL), m iR &
30s, 7E 60 C/KWEH LRI 120 min, B 5 KHHEEFH 2 100 “CHRE 5 min, HUH 4°CHA AT, WHL
20 P VR AVETCT 2mL B0, N 200 Pl 2-F K I AT AT, RIS 30, 1F
60 ‘C/K¥HORIE 120 min, EUHRE=E, MA 1mL ZIEER (75%), JE2%1)/5 6000 r/min &
O 5min,  FIEWA 0.22 pm AHUEALIERE IS, AR Gtk I e o
A.4.1.2 FRERTITIERLIE

F2HL 500 Pl A5dE 250 TAEEW, NN 250 pl 7K, R ElR & 30s. WREL 20 Pl IR &AW T
2mL E0EH, NN 200 pL 2- 208 28 BRI AT AR VW, ImiglR & 30's, fE 60 C/KIE H Rl
120 min, HCHRE=E, A 1 mL ZERB (75%), JE21)5 6000 r/min 2.0 5 min, &R
F 0.22 pm A AUSALIERE P85, At 808 B e .
A.4.1.3 BEEF

IR A 4.3 (UBSERM.. A 4.4 FREZEREHE. A 4.5 RAEERRADNEX LB S 1
B- LU BEAT AL AT I, TV ARSI R Y R &, A S R/NTRHER 10

olkg, WEEEBEGUE S A%, T BEAT AR AT AL BD IR
5
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A 4.2 HEGRETRLIE
A 4.2.1 RHERIR

FREX 1.000 g iWEE T 50 mL Beheh KGR, #6825 50 mL BEIRY, IKEBEEZE,
BA, VB, R . WX 500 pl AR T 2 mL B0, i\ 200 pl JE 4 5 0 T
W (180 UImL), 50 pp-FFLHEHEFATR (4000 UmL), iRjiEiR4A 30s, 7E 60 ‘C/KH {4
IR 120 min, B )5 KB IRETEE 100 CA4E 5 min, BUH 4CAH . WRE 20 il IR & VETRT 2 mL
SO, I 200 b 2- R I REAT AT, Il A 30's, 78 60 C/K HARE 120 min,
B =R, A 1 mL ISR (75%), JR%51J5 6000 r/min &0 5min, &R 0.22 pm
BHHUBFLIERE 38, e RORAH i il 22
A 4.2.2 EHIRE

MREUS AR R T 7K, AR P38 A 4. 2.1 53 FE RIS Ab 3,
A 4.3 UEEEEN

[ 5.2 (NEEBE &1,
A 4.4 tRfERRZRRYHI(E

PR A AR R TAERAT AR 43 N 8 RO 18 A, 0 5 AN [R) 56 6 B 22 2R WSS b it
m ATFLRERTAE Y ik T AR, DAR A FRUE R P TR B2 TR SIS bR v S A LB AR v TR B
RREAARR, DUF SR A 2 2 bl bR e S AT AE D IR U AL bR, 22 AN [R) 56 6 B 22 2R B hn
THE S R LB AT A= P b v b 28
A 4.5 RAEERIRAGNE

BRI N SRR A, SIS D e AN FE SRR E N R B, 205
TOSK & A BT AR YW T AR 2 AL S 52 2 BERT AR 0 T R, AR G 37 58 6 FE AR AE S T 2B 9

PRI AE i 2 73 50 T SRR VAR h A R 58 W AR B2, AR A0 22 2 B vHE ot AT A0 s o i 2 o
SR PRV 22 2R IR

A. 5 FITERERIE

BRREFh FUA I B P 2 WA (2) B
_ (ZpDPi TP T Py )XV % 1000
m x 1000 x 1000

A
W—— R P AR SRR R R B i, SRR Se T30 (glkg)s

V—— e AR, BACNZF (mL);

PoPi FH b 1 R 28 79 B A B SR A BERERT AE I RIR B, S o = F (o/mL)
(i:2~7>;

po—=2 KRR P AT AR B, SRR Z T (ug/mL);

p AR AT AR, AR 2 (po/mb);

m——RFE R, B (g);

1000—— 55 %5

DAEE B MRS R SRAS I M ST 25 R E R P IER R, vHESS R = A0 30
o 6
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A. 6 K5I

HAMARRIE SIS 8K T ER3.0 g/kg, R MRS b & A HABR IR R BT
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Mk B

NI ARIZ

TRy K B.1.
% B. 1 MantEitfitb B2

I ] min TN A (%) RN B (%)
0.0 2 98
75 2 98
8.0 16 84
16.0 16 84
50.0 39 61
51.0 80 20
54.0 80 20
55.0 2 98
70.0 2 98
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PR R ERIRITE Y E

FRAEFRAT A ik & LA C. 1o
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. EFHGED
300
2501
200
ER )
150 o
1901 EF=HIEY EFOETED
EFEMSIED
A ﬂ ESAMOEY EFCEGED
&
10 5 2 25 0 35 40 P 0 B3]
T st
[E C.1 100 pg/mL tRERRITEYEILE
AT 5
AR ATEY IS B LE C.2,
W[
FUEGTES
7/
800
700 4
600
500
400 -
300 4
00 -
100-] EFEEN ‘A‘
BN
G_JL_A.,_ I&LM "}‘G/Ar? oty ety rrmp —
\Io z'a 3‘0 4‘0 51) i)

B C.2 A RITEMEIEE
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M D

R eIE-FIEEHRENRRE ERERBNE R

D.1 [=IE
AR PR AN (n D8 2~7) QKRR 2- =28 BERG AT A, e AR i

Bl 25 bR 22 ZF MRS < JER TS, VUM vl ep IR B I 5 o 3R EUAS [F) 3R & FEREAT AL 0
T AR RE AN ) 5 L O B I T B

D. 2 IKFIFIR&
Al 3 a3

D.3 %%

D. 3.1 VHAH G- B AN .

D.3.2 R°F: JEEHN 0.1mg Fl 1 mg.
D.3.3 pHit: #§fE N 0.01.

D. 3.4 jmliei &

D. 3.5 fHIKIEH

D.3.6 EHLo
D.4 DS

D. 4.1 HEmEFRERREILIE
[ 5 DR,

D. 4.2 ({FEMESEXMG
D.4.2.1 it ft: 5 5.2 (UBESE EMMM LI E K2R —58. HPH)E 41 70
D.4.2.2 JAtEM: MRS SHFIEI . ZH KM ESIE; 7E PRGN, SR
f; FFEVEREI: 100 m/z ~1700 m/z. HEFEFIESE: BiHE L 1000 V; E4H% & 3500 V; Aill
RN 130 V; HEFLHLE 65 V: TSGR 350°C; TSR IE 5 Umin; Z AL 2%k /) 45 psi;
BSRE 350°C; BHAIME 11 LUmin.
D. 4.3 iBINE
BRI E N (B - S b, RS 2IA N A [F) 53R & FE MG T AE D HOAE 5
[F) B PR v VA RRT AR VA TN TRORE B - S RS b, A5 B0 AS [R] 3R A BE A e S AT AE P AS
S N

10
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D.5 RIEIEZFIE TS

XA SR EERERT A B U B AT 0 dr» SR TSN AR R G AT I )
THETH, BEIE DL, AZIRICREN RGBT 18] (opiws) ISR A (topjen) 1
RN, i AR I LI T B (topioms ) S5 EIE LA D.1.

*D. 1 FERGERITEVHNS FETH

HX A =) B 2] BT P
Ko PR TE T WG T B TR miz
gk [C12H2011+CHgN,-H] 461.1777
= [C1gH3,016+C7HgN,-HT 623.2305
VUK [C24H42021+C7HgN,-HT 785.2833
TbE [C3oH52046+C7HgN,-H] 947.3362
) -
/\*E [036H62031+C7H8: Nz-H] 1109.389
L [C12H72036+C7HgN-H] 1271.442
RT: 0.00-70.02 SM: 7B CHRGE
i 16.43 NL: 1.87E7
A miz=
e K 461.17539-461.18001 F
55 FTMS - p ES| Full ms
1574 1827 [100.0000-1500.0000]
MSR-R1
& 867 1048 1505 fbgso 2327 2453 2750 2982 3492 3758 40.40 4308 47.64
A0 2656 NL: 8.25E6
IR miz=
2528 62322738623 23362 F
50 FTMS - p ESI Full ms
[100.0000-1500.0000]
MS R-R1
; 1361 2345 2498 || 12173 5380 3210 3512 3881 4150 5486
A6 3385 NL: 6.52E5
PR miz=
785.27937-785.28723 F
50 3356 FTMS - p ESI Full ms
3257 | [100.0000-1500.0000]
3171, 1} MS R-R1
o 15.80 2540 2846 ~ i\ L34 36 3576
b - Dgg 43 NL: 3.74E4
miz=
LG 947.33146-947.34094 F
50 37.28 FTMS - p ESI Full ms
26,68 [100.0000-1500.0000]
3597 MSR-R1
15.71 2765 3223 4043 51.35
o a7 NL: 2 40E
100 7 =
4153 | 4371 ) 30455
& 4123 i ms
1367 2759 2959 33‘47 39.41 40?2 | 4716 -
- P I I
0 .
26.06 NL: 6.07E2
100, 3090 s miz=
5466 1271.43564-1271 44836
50 F: FTMS - p ESI Full ms
[100.0000-1500.0000]
MS R-R1
o . — T T T T T T T T T T T T T T T T T T T T T T T
0 5 10 15 20 25 30 35 40 45 50 55 60 65 70
Time (min) Bid

D. 1 HmiTE A RIS FRE
LA AN [ it R v SOBRE A, 5 R € - J Tl V200 5 P 22 2 W 0T AR P £ B
B (t ssmms) -SAR TSR E FIZ2 ZERERT ARV IR BT 8] (t ssmnpLe) HEATIZIE, BHA
[FAS 25 (8] R A X FEAR AR IS (8] 22 (to) o BB ARNIBAH (18- 5T 120 5 AN [F) 386 FE W OR B I
B (topioms) WTVBAH o 8200 5 HRO AN 6] 3R FERE R B N [ B (topiere) BEATRZIE, G SRAH
- S5 VI A 1) 22 2F WEAT AR R OR B T 1) BT IB0RE € 1 W 1R 22 2R AT A 0 ) R B
B, DUPRUAH € il - J5 iy U 5 RO [F) SR FERE OR BRI TRT B (topioms ) M0 TPIASCES ] R BEAA AR IS [
ZE (to), R IJUEE: P A ER B I AEARFRIT () 22 (to), W43 3 i RO i 0] 2 AN [F 3 &
JEREDR BT I B (topinpLe)o RIEFZ AN (3) ~A3 (5) 1HE:
THERLBUAH €0 1% - J5 15 A3 13 AR £ T A SR AR AR I ) 222 «
£ ZIt smttst inpLe]  eeeeneee e (3)

TBUR B0 % - 5 B M0 5 R AN () 5 5 PS8 R O P e 1) B« 11
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IoPi-MSTIDPI it ~IDPI £ e (4)
TBORH £ TR 7 1) AN (7] R FEE AR O B B T B«
topi-npLe= (topi o) ~ (opisao) oo, (5)
{r:
to——VBUAH 5 1% - S5 AR i A SE AR AR 8] 22, B2 243 (minD;

BORH Ll - B R I 5E (22 2R BEATE RO PR BN [R], B0 (min);
T E BRI 52 (K 2 SE AT AE D I R B 8], 20920 (mind;

t sesmms

t zsmnpLC

topi-ms— B 1 - B i I 52 O AN [F) 3R & FERE CR B I AL B, 420970 (minD;
topi s Cu - B R 52 AN [F) 3R A FE R U2 AR I 18], A7 0920 (min);
topi s —— VB Cu - B R 52 AN [R) 3R A BE G S5 SR 8], 3470970 (minD;
tor o ——VRM LA DI SE ROAN R S8 A FEREOR B NP IRV B, B2 2) (minD)

12



