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e)

iE
D

LM T,

Jig 2 g 8 2

iR R B o AT 2

R . @ilkal.

Ji52 I A R I 22 JEROGS R < A ] o s B A ] 6 8 A e i 1 A 22 K T o BT
3 ORI 14 7 TR A/ R S e S A T i R P AR 22 K A O e IR o LB SR Dy < )
AR [ 4 Y5 e AN [ 26 4 1% 58 D 2 1 1 9 iR A Blast 22 15 871 Ho S o 33 78 7 — 1 B YR / B0 e o 26
TR B4 I i R B0+ A TR B EL A 2 A6 W B S I S A BE B S D LR S Y AR AR 2
JIK s FHDRAEAE €335 70 7 3 A v A R B

o RO A B 2 R v R

[l 32 28 AR AL FEAE 22 K - K5 A1 DA 2 ek P X Ry PR A 22 KR AT [R] 6 3R A » 5 % i FH R i 22 SO
TG ity B T A 0 it 4 — S L TR 4 T AR i 22 I T 6 3R DA A 06 TET AR A L R X A o
Rk 22 IRPEAT R 1 A7 B T R AR sl B 26 o 4

A REH

JT v W EE 1 0 R

VA VR ) FH K N R GB/T 6682 v 43 A S5 36 25 A K i 25K .

a)  CMERBWUART) O F = KA 6 4

b) 0.05 mol/L i fR & B W WK« A % FRAE 0.395 0 g Bk R &8 /K 8 4 %2 100 mL (LB 5
¢)  0.10 mol/L Bk PR & e Wi - K5 B PR E 0.790 0 g Bk IR &l 8% /K & & & 100 mL (B HIBLD) 5
D AT S -

e)

D WshAH AHC200 mL /K 1L &P MA T mL HER MK ERAZE 1 LA 0.22 pm
U8 RS R ) A 5

2)  WEhAH B 200 mL KW L) I8 1 LA S IA 1 mL R I & I K % )
[ JEAZE 1 LA 0.22 pm JE B U85 %

FEAE 22 AR HE AR 1 WRCBC ) -

D) R 22 R 45 WRTC 1 < 0 % FR 8 — o i I S D 3 1 R AE 22 R (i /N IRORE 82 5 me) w il 1 mL
0.05 mol/L B2 S B s WV % » 1 0.05 mol/ L kR S B I W 45 » L il v B2 f 2 mg/mLL
PIPRUEE I 2 'C~4 CLRAF AR 7 K

2) AL ZR BRI AR AE 22 JIK N B i 2 VR IEC 1 < K R PR e — 0 B 1 [A) A 3R AR T D AR AR AE £ JIK
Che/NORE £ 5 mg) s 1 mL 0.05 mol/L ik fR & 4% i M - 5% 8 2 10 mL &,
0.05 mol/L BRER E B I W€ 25 » B il O B2y 2 mg/mL BYFRMEIR I . 2 'C ~4 CIRA7 . FH
e NN
S 2 19 [R5 AR iC R AE 22 K P A i 25 T8 F 0.05 mol/ L Bk R 0 B4 Vs YR B A 38 24 Wk
9 Ta) 037 2R B A i CHAT 5 5 38 7 5 00 2 0 A > BT BRI 5
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FE 1 4RAE 2 KRN R F AR T A R AE 22 BE S AT DABRC LM (20 mag /D) o T3 A S0 UA A o G TR AT NG VR BE B ik A
WA EE IS —20 C LR B ARTE
i 2. MR A0 R T )R] AL 3R AR AT 2 BK PN AT 4 A R AR AT £ BKAK A W, — 20 C LUTF B VR AR A7 {8 B
0.05 mol /L fik R %1 B 14 W T8¢
3)  FRAEZ KFRE TAEWBCH] - FH 0.05 mol/ L i R 20 46 1 W FR B B 3R 9V 38 1 R iE 22 JIK s 1
TAEW  IF 5 WAL R P AR AR M AR — & LR & (IR BLRD) « 6 & & 50 AR HERE o
B0 (3 000g 510 min) , B _F 35 1B R, RE A
3. RSNk I B P ARAE 22 bR o TR VR A T E .
4. B IR RRAE 22 0 0 R B S R 2 A A Rk AR TR N 10 %6 2B (IR BUAR B0 5 [ I A R S I A [ AR R
T 10% W ARFU B0 - LA RS A DLV 7 41 5 17 1E 22 A o T4 93— 3
D SR S TC R - DARE B O SEAE I ACRRIE 2 K6 IR S R AR T 3 AE LA R S AR
TR R AE 22 K 57 8 AH T s bR (A BRAS 8 3 A o JRLAR R 1 10 26 (K10 94D

6 NIFFILE

JIT SR R 45 A% 2 BRLL T 225K

a)  ArHT RV (AT B i e 26 B K B :0.000 01 g3

b) B

o HIRET N ;

&) AR EIERE T\ e R R e A RE A CRLAR 3 pm BY 5 pm, (100 mm Bf 150 mm) X (2.1 mm
B 2.0 mm) |;

e) WM (A3 I i 15 FH & 48 (HPLC-MS/MS, = 5 PURFF 5 1% « 2 180 (s FH B 35 Bk i 5

D K.

7 WM

7.1 FHFUEmEE

700 KRS
a) [ RBE R % BRI AR I RE S (R /DR AR i 5 mg) B 5 mL 3 10 mL &.08 1 iImA 5 mL
FL BT B KIS B 30 min, B E BRI BASEE 08 RE AR 210 mL
ZERM L 0.10 mol /L fie B2 A B VA W2 25 450 o T AR AR AR il D e e 2 T 1) o e 28 Wk 5 oy
0.5 mg/mL MFE 5 TAEE .
by AR B AR AR T O S & 2 5 me) T pH 2 7.5~8.5, B K
HOmMAAAS ¥ 30 min, B EE R, KM E W EREE QB RES E 10 mL 58P,
0.05 mol/L Ayfk IR & B v e 45 - 355 .
7.1.2 B S
B A G B v B2 S 0.5 mg/mL FRE S TAEVE W (7.1.1)1 mL A B /N o C& IR 116 20 pg,
fitf 3% 73 15 000 u/mg) . & 37 CIa 4R % I W % o - 8 5L 4R 3% 430 % 150 1K/ 43 ~ 200 W/ 43 » N — 5 i
] 2R AE 22 IR BE AN TRk, W /KW A 5 min (i [ 2R 1 Al 2R 05 2 A0 B &R L B0 (3 000g .10 min)
Wb W R L TR
e TR CURE S ¢ B I (25~100) ¢ 1, BL A5 A AR IR L 20 350 0 B E A DA AR IO I R R

7.2 @E-FOEEH

R €3 B A A 1R M R A S R PR AN [ (S0 9 45 e 4R 2 B Y O L DA
3
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7.3.1

PRICHRTAE 22 JIK A 0 1T AR L B DA A A s 22 il o o ) £ 45 2810 [ 09 5 8 RIAH 56 2R %8

a) k&

WAH %S % 25 F

TEHAH TR IAH A 0.1 26 R AK W T sh Al B & 0.1 % BRI 60 %6 & I 1 T 5

W 0.2 mL/min~0.6 mL/min;

FEWR .25 C~30 C;

PR R .2 pl~10 pL;

R\ SR b S R R AR LR 3 pm B8 5 pm, (100 mm B 150 mm) X (2.1 mm 5 2.0 mm) |;
TR B R AR A A [] S0 AR i D Ak VR I A A7

b) i A

R AN 7] 04 J32 3% A3 85 B 2 AR R 1 288, 2% 2 F T

B S R

EE RN e Sk

K 75 =X AR PR ERAE 22 K A0 B 7 R A L R AT B e M R B RS E AR S TR T R
% L [ 3.5 kV;

B IR ZE R IR EE :300 °C

o) Rl SRR

AR EL =>4 000

2Pk R {H:>>0.99;

TR EC % .80 26 ~120 4

K% B A PR AR NRILFNE 25 )2020 4ERR PUER JE 0] 9101 4347 J5 ik B ik 45 5 e 0
A IS Xk HE VR 1% € i e T AR Bt el e xor I Y 8 i e T AR b (S R T 2 A

i E
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Ph— R GVERE 22 K5 R 07 R AR g RFAE 22 BKbR W T A 7 80 B2 EUAE R B AR b, DURRAIE 2 1K 5 R 67 &R
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Hqe
D et SR (1 4 ST VAN A RE X1 A INC IRV A IE
a — WG
X —H5AE 2 KR B2 5 R) 57 3R b 1 4 A 22 JIRok BE LU {5
b —HH;

R — MR AKL.
e RTINS I AR E AR W Cueg/ mL) S 8 A R o 1 AT 22 TR A 06 TG AR DA 20 A48 s 2 <) 4 o 28 T R o
(YN 1

7.3.2 EE®RN

R b v A YRR AR ISR R A B 53 - B TR SO o DAER B I 1) RS A e e 9 1 S T i i
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M, — PR E 2 IS & B N BOe = T (pg/mL)
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a) A4 T BB JEAR (1 ARAE 2 IO B 7 91 O GPAGPQGPR 9 2 ik, 4li i K F 98005

by FEfLEARICA | B R AR 2 K 78108 GINP)PAN®)GIN®)PQG(N")PR iy £ fik .
i RT 95%;

o HAlLHIW 5.1,

i : GETGPAGPAGPIGPVGAR i 45 1iF £ ik £ Bl 36 3iF 1o 77 FF T4 T 28I J5 4 141 80 F 22 A5 B A 000k R 5 L O 9 7
TS5 H A AR T e S5 1 S . %0 ) B B A 5 T 0 3 O 4 R RO AT A R L O A
& %5 .

A2 RFIECH

JIt FR R R B 1 i AT
a) A4 T T SRR (A 22 Kb o T4 Y o -
D A T BB G FURAAIE 22 KA & WRIC ) - 4% IR 5.2 e D B A7 L 5
2) R EARIC A T BRI PR AR 22 IR A TRRC ) - 4% IR 5.2 e 2) B AT T 5
3)  FRAE 2 AR AR S L] R AR TR R AR 2 KA AV 0.05 mol /L ik R S BT TR
P BERCH 2N 0.1 pg/mL 0.5 pg/mL.1 pg/mL. 2 pg/mL.5 pg/mL 10 pg/mL #)F5 U
TAEW I 5 R R bR L RRAE 2 bR fE TAE W 1 TURBUD R & (A BLED | il 4 &R
FIFRHERE 5 B0 (3 000g .10 min) , B V& I B HERE L . £
by  HAb IR H IR 5.2 A HEAT T .

A2 (LEE

T AR A% S IR DL R 2K .
a)  WAHETERE el B e BB A BE AR CREAR 5 pm, 150 mm X 2.1 mm) ;
by HABAL SR WA 6 .

A3 MR A&

A3l KERE

A3 HRTHER
IR 7,01 M BEAT AL B

A3.1.2 ¥ A BERE & B

R it A e S B 5 3 A

a) A < AR SN 17 b AR R 7,12 HLE AT AL B
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o) JIVERAT: T T ) - SRR B A S A A T BY R RUAR AR LA R 455 L, 200 pg/mlL AR iE
TAEW 5 pL RS Rl

A3.2 GBIERIEEHE
A3.2.1 BiE&EH

TANAH A KR 0.1 0 HER /K VAW . B A A & 0.1 70 HBR I 60 %0 S W T 0.3 mL/min,
M 30 CLHEREE Dy 5 pL . @Ay /e B gk e B 5 R RCHE CRIAR 5 pm 150 mm X 2.1 mm) .« fifi ]
BRREVEID . VEME AL AL,

KAl BERMEH

IS} ] B A WEiAH B
min % %
0.00 95 5
0.50 95 5
6.00 75 25
7.50 5 95
8.00 5 95
8.01 95 5
10.00 95 5

A3.2.2 RigE&H

R AN T 114 Jo 38 A b B2 5 A RO 19 2 80 38 T 2 M08 B8 7. 2b) Wi b AT B AR T B R AR iR 22
AN 225 2 LR A2,

A2 BNSFREE

HET FET
ez 5 =X

m/z m/z
611.27

A T MR TR R AIE 2 K 418.74
682.18
613.27

[F] {37 ZE A iC R AE £ BK 420.71
685.43

N RIR TR TG T R AR A IR TR R A S R R A RS 00 R L X R S RS Y R, AR A
FERER .

i 2. DL SR BE AR AN SZ B A X L F R A 2K m /= 418.74—>611.27 . NFRY m /= 420.71—
613.27 fE R m B T mil .

A33 ME

TR 7.3 HUE HEATINE
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Ad HBRIHE
e BRER 8 L E HEAT AR
A5 & ] BKRE AT S T R AR &R E
AR SO R A T R D A A R 22 JURORT AR 1 SR 0, % R DL TR AT B IR LR AL2,

RT: 0.00 - 10.00

5. 34 NL: 1.71E5
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| 2 3 4 5 6 7
Time/min
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B.1 5 R B
B.1.1 XF K> R

ST AR Bk B A G DA R K

a) A I AU R AR RRAE 2 KBRS  JF 91 O GEAGAQGPMGPAGPAGAR 1 £ Bk, 4 B K
T 98%;

b) LR AL I AR R F AR 2 K 7 5108 GINP)EAG(NY) AQG(NY)PMG(NP”)PAG
(N")PAG(N") AR W Z ik, 4l i KT 95%;

o HAtF W 5.1

B.1.2 i ECH

Jt FR R R B ) O i AT
a) A 1 TR J AR A R AE 22 K o T A Y o
D A= 1A e J5 2 1 AR AE 22 G 2 OB 1 - 45 IR 5.2 e 1) L 2E 47 L i 5
2) R EARIC AR 1B IR AR R AIE 22 KA A WO ) - 4% B8 5.2 e 2) B HEAT L ) 5
3) A I Y IR 1 RRAE 22 Kb o A TROC ) < RO o A 2 1 78 DR (1 R AE 22 A 4
0.05 mol/L R Z B (% 1020 L) T B Bk B 4 0.2 pg/ml.0.5 pg/mL. 1 pg/mL,
2 pg/mL, 5 pg/mL .10 pg/mL .20 pg/mL .50 pg/mL M R FARME TAER . %
by HA IR 4 BR 5.2 B E HEATRC

B.2 &

[t FA A KA Z B LU T 25K
a) WA EIEAE /R A e B A AR CRZAE 5 pm . 150 mm X 2.1 mm)
by HABAL AR WL 6

B.3 Wik A%
B.3.1 iX#EHl&E
B3.1.1 HmREMERE
P IR 7,001 M #EAT AR FE
B.3.1.2 # mEsE

HCAC 1 b7 B B R 1 mg/mL (AR S A W 200 11,0.05 mol/L Bk FR A B ¥ Wi 700 pL F1 100 pg/mL
ATl 67 2R AR ac A4 11 BY I 2 AR A 22 IR AR MR 100wy T AT /N b G 2R B I 20 peg s BGYS
15 000 u/mg), # 37 CHEEKBEH T IR G 150 /43 ~200 /55 W 44 h, BE7K I IH 5 min
i A BRI L Y B B AR L B850 (3 000g 10 min) , B b W& SE R/ Ff

A TIRL S D 2 R iy = B R AL BV R = ()5 28 N AR IR D 2 1 R AIE 2 IR AR MR AR AR L S 22 72 1
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B.3.2 faiffRit&Ht
B.3.2.1 fif&#H

TEA AR 0.1 Y% R KAWL B A A& 0.1% RN 60% LIS VA WK Wi A 0.5 mL/min,
FEIR R 25 °C, H iR IR N 15 °CL bRl 2 pL, G354 0 + /b L fek e B B ik IS A CRZ A2 5 pem s
150 mm X 2.1 mm) , ¥E 24 L3¢ B.1.

®B1 BERXRBRER

i [ WA A WA B
min % %
0.00 95 5
1.00 95 5
6.00 70 30
7.50 5 95
9.00 5 95
9.01 95 5
10.00 95 5
FE DA R BOM (0 A A SR 1 R AR A S T AR S TR SR 1 R A R AR S RO S Y R L DASRAS B RO

B.3.2.2 JRiE&H

HE A8 AN ) 14 Jo 33 A5 35 R A N 1) 2880, 30 o0 il S 800 B8 7.2 D) e A7 o 40 11 2R e s 2 1
fiE Z BRKG I 225 2R UNF -

FACR I -3 L/ min; IS : 10 L/min; & F . 300 °C; DL & . 250 °C; A i
B 400 °Cs AW 10 L/ min; ¥ B B [A] 100 ms; &0 77 3K 8 22 50 W i 452 = (MRMD) , W il 2 - 3
iE L3k B.2,

B2 HEUETFEE

Kol gy BT Sakl
m/z m/z
1 039.50
A4 11 B i B 1 R AE 2 K 776.50 696.10
980.95
1 043.10
[F) {3 ZE A ic R AE £ BK 779.35 697.95
984.50
O DL R RS AR L R SR T AR R A R 0SB R A N R A S RS SR R IR A RUR
T 2 0 STk B P A RS2 R R G L B TS R R MR Z AR m /= 776.50—>1 039.50 . N AR m/z 779.35
—1043.10 VE N 5 B Tl iE .

B.3.3 ME
B.3.3.1 LK R IRAER RAEH
e 11 AY i b 2 A RRAE 22 1K R F0 AR HE T AE W 4% 200 pL, 43 %1 im A 0.05 mol/L Bk BR & 8% % W

10
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700 pL A1 100 pg/mL B[Rl AL R ARICHHAE 2 AR E AW 100 pL, i BEIR 51 J5 . B 450 pL, mA 50 pL
S RA I
BB FRAE 2K ¢ BRIR R VA I ¢ LR AR LR E Z R AR 2 5 7 ¢ 1

B.3.3.2 A

FE S G R

a) U AR VA VR W« IR B T A S 0 4 TR R AR R (UL BL3L1L2) IR 450 pL A
50 pL ZHE IR AT

b) bR S CTC ) - O R A S 0 2R TR R AR BRI BL3LLL2) PR 450 pLL A
45 pL 2.5 pL 1 200 pg/mL dRdE TAEW L H R B.1.2 a) 3) HE #E T Bl 1 IR AT FE .

B.3.3.3 HERMUE
TR 7.3 HUE AT I E o
B4 HRITE
R IREE 8 B E AT
B5 H [EKRREEBSEE KR e &g REE
AR S e (A Y A IR 58 D 2 1 R 22 SRS Rt g i 7 € % 1] DL ) B B 1A LI B2,

10 000 3:PROZ=T 776, 5000> 1039, 5000(+) CF: —52. 0

37 500; i

0.0 0.5 1.0 1.5 2.0 2.5 3.0 3.5 4.0 4.5 5.0 5.5 6.0 6.5 7.0 7.5 8.0 8.5 9.0 9.5 min

BBl FIHKFREARHESHKRBRAREEE

Inten. (x100 000)
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0.5 528 1167
471 114 1295
584
258 368 ‘ XL j ‘ ’803 ‘ 1 ‘ { 1378
0.0‘\\\\‘\J\J\H J\J\l‘i‘l \\‘\ ““l\ \‘L\i - T m‘l\ ‘}Ji‘ \‘\‘\ | \\"'l\d l‘\ - I l\\ T T li\\ T
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Mt x C
(F3EH)

BIEARFEEARIESKREEWRN

C.1 7 A& Bl
C.1.1 &

J AR 2 A5 DA 2K

a) KT R E R AR £ kX IR A 51 O GETGPAGPAGPVGPVGAR 1 £ ik . 4l i Kk
T 98%;

by AL ERCHE T BB U RRAE 2 K P 518 GINY)ETG(NY)PAG(N”)PAG(N")PVG
(N") PVG(N") AR [ Z ik, 4l K F 95% 5

o HAhLHI 5.1,

C.1.2 5 EE I

PR ik anE
a)  REAE 2 MRAR U T AE O -
D g 1 BB EE 1 RRAE 22 KA A MG ] - 4% IR 5.2 o D R AT L il 5
2) AL RARICHE T BB JR A R 22 I A WRIC ) - 4% BR 5.2 ) 2) FLE HEAT C I 5
3) M | B FVRAE 22 IRBR VERE Al A K | BB AR 1 R AE 22 iR A VT 0.05 mol /L
T IR 205 VA TR B MR o 0.1 pg/m1 0.5 pg/mL.1 pg/mL.2 pg/ml.5 pg/ml,
10 pg/mL W FR HERE S TR OF 5 R AL R ARIC AR AIE 2 BRAR ME TAE W 1 TURBUD IR G
(BRI 145 2B AR UERE 5 250 (3 000g .10 min) , B | 5 W B HERE /NI L 72 1 5
by A e B 5.2 B AT G .

C.2 (4=

T FHA 38 A% 2 IR D) 20K .
a)  TRAHETERE A\ g R R b A A R AR CRLAZ 5 pm, 150 mm X 2.1 mm) ;
by  HA X ES WA 6 2,

C3 #wMFm*

C3.1 HAEH&E

C3.1.1 HmTWAR
M7 Mg AT AL B

C.3.1.2  # G BB ik A B

oF il TR e % B 7 I AT
a)  MEAR T WA SN 17 b AR IR 7.1.2 MUE AT AR B
b) IR i B ) A SRR S O N B LB U R AR 22 IR o AR R 1 s 1O
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BUOIRE 5 I0 5
o) JINBRAEE VA VR ) - BURR AR B S A0 A T R R B A RR S VA R 455 pL, il A 400 pg/mL
AR ME 2290 TAE W LEC ) 7 s W C.1.2a) 3) 15 pL,JR AT i,

C3.2 GBiEREEHF
C3.2.1 @mit&#

TS A F R B 0.1 %0 R I K . B A A & 0.1 % HBR 1Y 60 % 2G>~ 0.3 mL/min,
MR R 30 °CL gt kE Rl 5 pL O R S+ b e e A R AR CRZA2 5 pm . 100 mm X 2.1 mm) , {8
FREEVEE . VERR 25 L3 C

RC1 BERBREZH

IS} ] Bl A Bl B
min % %
0.00 90 10
3.00 90 10
7.00 5 95
10.00 5 95
10.10 90 10
13.00 90 10

C.3.2.2 JRiE&H

R A [a] 79 J5t 1)(%% S E A I S8 SR IR 7.2 D RUE TR E L 1 B R (R E £
JIRKEIN 225 25 L3 C

®C2 HENBEFEE

BT THT
K 77 28
m/z m/z
602.30
BT RV R AR (U RRIE £ K 774.30
977.45
604.10
[F) {31 ZE bR iC A7 AE 2 K 777.30
980.45
FE 1 RO (0 - 3R A A% 1 M B R AR S TR YRR R 0 R A X R AR S RO E Y L LR i
FERCR
T 2 (0 STk B P AR RS2 R AR G L B TS R R R T Z AR m /= T74.30—>602.30 . NARY m/x T77.30—
604.10 1F by 1t B Tl 3A

C.3.3 ME

MR 7.3 MU AT E
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