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ERREERIRE
EEPgEEE A D.EWNE

1 SeHE
APREMLE TR A 4R R A VHEA R E FI4ELE R D I E I ik .
AR —EEH T ES P 4EAER A AR E llE.
ACHRAESE k3 TR AT R AR S W 4 A R E I .
AFRUESE RS TP 4R R D M4EA R Dy poilE .
AR E S VUYL TR B P A R D, Bi4EE R D, B9IIE

F—F RBPHERAMEEFTENINE RESHEEBIEE

2 JRIE

AR AR R A R 4EE R E S A0 CFyet Se ek B i) SR I Al e e )m » G 8 PFP J
ARTBOAR EL T A 23 B SR AR e s 5 D AG TN e G N S5 R 1

3 F AR

BRAE 73 A UL AR J7 3k B AR 3% S 2 i 4. K O GB/T 6682 MUE 19— K .
AR

w

3.1 K CE(C,HOH) . & s A TRy . k7 ikS Il A,
3.1.2 PiIRIMmmR (CsHs Og) o

3.1.3  AAMHN(KOH),

3.1.4 [ (CH;CH, O] &R A A & i E bW . KA ik S W A2,
3.1.5 Al (CoH, O 3y 30°C ~60°C

3.1.6  Jo/KERERHN (Na, SO, .

3.1.7 pH L4 (pH{LHE 1~14),

3.1.8 M (CH,OH) . fajfaf,

3.1.9  TEBEE TG Sy AL =100 U/mg.

31,10 2.6-RUT Xy il (Cys Ha O) < fR AR BHT .

3.2 X FIE H

3.2.1 ESAALERE W (50 g/100 g) . FRHL 50 g E AL, M A 50 mL KB B H G 7 TR O IE
B,
3.2.2  AIMEE-ZBEAE R (1+ 1) B EL 200 mL A7k iInA 200 mL Z k. IRAT .
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3.2.3 AHLARLIEL SLEN 0.22 pm)
3.3 IRESR
331 #HERARER

WL E(Coo Hyo O, CAS 5 :68-26-8) - 4l Ji =95 %6 , 5L 28 [ ZIAIE I 52 b v 90 0 F 15 1 A 1 420 5k
3.3.2 HERERER

3.3.2.1 a-AH M (CpHs O, ,CAS 5 :10191-41-0 ) 4 FF =95 % , 8% 28 [ K VG I 42 F ki e ¥y ik B
) HE ) 5T

3.3.2.2 BAEBM(CiuxHi0,,CAS 5 :148-03-8) : 4l fF =95, 8% 28 B F UL I 4% T 45 vE 9 UE 45 1)
RGN

3.3.2.3 7 AEEHE (CixHi O, ,CAS 5 :54-28-4) 4l =95 % , 5k 48 [ S8 A IE I 52 7 A o 9 B AE 43 A9 A
HEY) 5T

3.3.24 SR (CyyHO,,CAS 5 :119-13-1) 4l iF =95 %0 , 8L 28 [ K UGIE 52 T b5 v 9 B E 5 19 b
HEY) T

3.4 HRAERREL S

3.1 4EER A ARUERA R (0.500 mg/mL)  HEFIFRIL 25.0 mg AR A bRdfEdh  FHJCK S WV
5B 50 mL Z R E A A0 I RO B 20y 0.500 mg/mL. L RS 2 AR R0 i
T RS AR —20 C RGO AR 1A H ol FTEDR S R R 2 20 C L I AT e EE AR IE (R IE
TEZ LM B .

3.4.2 Y4B R E ARG IR (1.00 mg/mL) 43 HIMEFA PRI o =B W B AT B - AT B M o-AEFH
% 50.0 mg, /K QB R JG 7 A 50 mL i, 8 8 E 20 B 10 Wk 2928 1.00 mg/mlL,
WS 7% 2 i b BB S 72 — 20 CREOLL A ARUY 6 AT o I AR R A
20 C I TR EEROE (ROE T S W % B) .

3.43 4EEFR A MLEA R E RS bR E WP EA MERR O AE A R A BRUMERR AT IR 1.00 mL A4 R
R E briEfi & W4 5.00 mL Fla]— 50 mL 28, W BsE 2 B 205, eIl b 4 A R A MRy
10.0 pg/mL, 45 E 25 F B E O 100 pg/mL. 78 —20 C T BEEORAT A ZOWFEAA

3.4.4 ZEAR A MYEAER E bRiE RS AR 00 0 R WOR 242 R A F4EA: R ER SRR
[A]% 0.20 mL,0.50 mL.,1.00 mL.,2.00 mL.,4.00 mL.6.00 mL F 10 mL ##fa x5 &P . AFEERE
ZI, Z AR E RSN A R A WE N 0.20 pg/mL, 0.50 pg/mL, 1.00 pg/mL, 2.00 pg/mL,
4.00 pg/mL.6.00 pg/mL, 454 & E W E N 2.00 pg/mL.5.00 pg/mL,10.0 pg/mlL,20.0 pg/mL,
40.0 pg/mL.60.0 pg/mL, I FHETECH .

4 UEFEMigE

4.1 AR EEY 0.01 mg,
4.2 fEEUKBIRG A

4.3 JRF R AL

4.4 HWAL.

4.5 FINMPIERET.

4.6 I3 S A BORL IR A
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4.7 TR ROBOAR G A 58 AR I 45 8 A A I 0 A T 2 A T 7
5 TR
5.1 iX#EHl&
W — o R AR L EOR 28 3d A 03 R R T L AR TR R R DYV B PRI E
5.2 iX#EALIE

EREANFERLAGESEEU YR oRFEI EERBEREAG R LSBT E VB R E
SMSE TR R AT RE B SR AF s 4R BT 72 B 7 18 XUAE R 1E
52.1 B

52.1.1 AEEMEmR

PRI 2 g ~5 gORiffi 2 0.01 @) 243 Ak BEAY [ A AF 2 50 g ORF i 2 0.01 @) A4 T 150 mL
AR BEH T o [ AKEE T I A ZY 20 mL KR AT FNA 1.0 g FUIR M AR A 0.1 ¢ BHT IR 2], A
30 mLIG/K Z I A 10 mL~20 mL S0 AL 81 8 I 9 B8 - 1R 21 5 F 80 "C IR K i 7 ¥ '2 1k
30 min, B AL 37 B KV 50 2 i

R AL ] Ry 30 min. A0 AL TR HIIS AT AT VI T A f R B O Y R AL 1]

5.2.1.2 &EMEm

FREL 2 g~5 gORHIE 0.01 @) Z ¥ Ab PR [E A AL B 50 g OIFAIE 0.01 @) MR § F 150 mL
SRR B AT Y 20 mL B /KIBAS DA 0.5 g~1 g K. A 60 “CKIBEOLIEIRIED
30 min/5 . B, MEEER I 1.0 g BLIRIMEE F1 0.1 ¢ BHT, IS, A 30 mL JG/K ZEE,10 mL~
20 mL A EAL B . B PRBE IR AT 5 T 80 CIEIR KB R 21k 30 min, BALJG . RN B KIS H =
=il
5.2.2 RE

F 2L A 30 mL KEE A 250 mL B9 20 W s Sk . A 50 mL A b k- £ Bk TR G T TR T AR B

5 min, B T JZ LS 55— 250 mL B9 SMRIE - R IA 50 mL BT £ BEBCE ORI & IR AR
R A S o R A A R SR

5.2.3 #%i&

AL 100 mL /AKEEHE. AFEZ 3SR EEKBERE P TH pH K& T E B R
pH 1E) . ZBR T ZE KA,

5.2.4 R47E

¥ Ve % S5 I Tk 2 2 0K BRIR B0 (20 3 @) U A 250 mL JiEH: 78 O s A k48 & b . 20 15 mL f1 7
Pk 6 23 0TS 1 S TC R BRIR A 2 U IF AN ZE RN - IR A ke 5 28 S AN A 4 AX B T 40 "COK
T T ZE R R A L T R R 49 2 mL B CBCR ZE AL S DA R AR R T, RSy
UCRE Z8 SO 3R B P A R 56 A2 2= 10 mL b E R B2 . WL 0.22 pm A HLR IS &
RCHAR £ 35 D 7E
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53 BEZELEH

BIESH LM T .

a) G Coo B (K 250 mm, §42 4.6 mm, Kife 3 pm) , 5HH 25 4

by HEE .20 C;

) ULBIAH ALK B HEE L YRR B L 1,

d) Wi :0.8 mL/min;

o)  EAMGIIPE A 4EA R A Sl 325 nms4EAE R E Oy 294 nm;

D HEFEE 10 pL;

g) AR B FIAE A £ gk L CL1,

E 1 QLUK AR IR RILE 20 °C 2°C T 2k A PFP A 43 BY AU L U Sl Mk 2K R R ISR 1 O A

FE 2. WRER P R o A R ES B IR v B T e Cos B SR R

SE 3. WA A I B L Tk P R I A L X A R I A R T A T R R R R T 0 LR R T O K AR
W2 % A SR PR 328 nm, R BK 440 nm; 4E2E  E R BK 294 nm, & S K 328 nm,

R CGBEFRESUNRERELREHEESELH

P} ] AR A WA B T
min % % mlL/min
0.0 4 96 0.8
13.0 4 96 0.8
20.0 0 100 0.8
24.0 0 100 0.8
24.5 4 96 0.8
30.0 4 96 0.8

5.4 #RifE i LBy HIME

AR AOMR L E R AR R A FYEA R E ARl R S AR IO BT A & RO 3% A3
S A IO A U TR AR L2 A T B g N A R R S0 S A R D R Al AR 42 T A v i 2 T R IR T R

5.5 HmE

TR VR 2 o AR G S 23 A« M0 A i T R R P AR ikl o B 3 B o Y e T R B L AR 1
R rp R BRI E 10 ANKE ff [ — {3 o 3 00 b v 0 R 2 A i 1) A S 1
6 SWERRR

WEEP AR A AR E & &80 1A .
_PpXVX f X 100

m

X

e (1)

v o

X — R A SR ER S ®.4EER A BN T e (ng/100g)  4EE R E
B 2 v B A e (mg/100g) 5

e — R EM LT AR B R AR R A B R E RO AN RO T (pg/ ) 5

4
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V. —ERERL A= T (mL)
o —WmERFEEE A =1 4EE E, £=0.001);

100 —— XA h i DL 100 Fo it 4 250

m R FRRE R A T () .

TR 45 AR 8 = A BT .

e WMAEEREMNEEREN o AF W Y& (- TE)RR, 0] # F X HF 44 K E(mg - TE/100 @) =« F
(mg/100 g) +B-24F M (mg/100 g) X 0.5+ -4 F M (mg/100 g) X 0.1+ 8- F B (mg/100 g) X 0.01,

TETE S S5 AR T 3RAT 09 PO 37 0 5 45 2R ) 2 0 22 (AN AR 2 {1 1004
H Al

LR 5 g A 10 mL I HEA R A S AME I BR D 10 1g/100 g i€ R 30 12g/100 g3 /F

SRS R 40 1g/100 g, fE RO 120 1g/100 g.

AR AR E

10

10.
10.1.
10.1.
10.1.
10.
10.1.
10.1.
10.1.
10.
10.
10.
10.

FE EMmPHELEZIENNE EHESUREBIEE

R 38

a—y

—_ a3 e a3 a3 e 3 3 e

WURE I LEE R E 2 HLIE R S 0 W 4 I o P o 230 R 0 9 P 2 6 o e JR A 20 B 2 9 A6

it Pt

R AE o5 A UL A D73k I R 3 R o B g, 7K GB/T 6682 HLE 1 — 2K o
R

A K CEA(C,H, O - A3 4l R I A SR Y R a T ES W AL,

2 CHEE[(CH;CH.), Ol /3 #rdl . &k 1A & 8 et kS0l A2,

3 Al CCoHL, O i 30°C ~60°C,

4 JoKBREREM (Na, SO, ,

5 ECEn-CoHy) Akl

6 SrAEE [(CHy),CHOHJ: @4l

7 BT HEH IR [CH,OC(CH,), . k4,

8 HIEL(CH,OH) . i,

9 USRI (C,H O faial,

A0 145N C G H O, (a4,

A1 2,6-RUT R H B (Cs Ho, O) - & % BHT,

A2 AHLRFSNE L (FLEE R 0.22 pm),
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10.2 37 B

10.2.1  AlEE- 2 BAE W L+ 1D 5 B 200 mL Ak, A 200 mL Z k. T8 2 . s F AT EC 6
10.2.2  FShAH : 1F & g -+ DRCT 58 H 356 k- O &0k iR - FF YR B T (204 14-0.1) 1=90-+ 10, IlF Fi i e 1 .

10.3 tREm

10.3.1 a4 F B (CoyHso O, ,CAS 5 :10191-41-0 ) . 4 fF =95 % , 8L 28 [ S 3 8 T b i 9 JE 43 19
s ) 5
10.3.2 BB M (CisHisO, ,CAS 5:148-03-8) « 4l BF =95 %0 , mk 48 [ Z A UE I 452 7 b o 420 J5 1E 45 1 A
HE) T 5
10.3.3 YA H W (Cos His O, CAS 5. 54-28-4) - 4l i =95 %0 » 5 28 [ 2 AR I #2 T b 1 ) 53 E 45 19 4
HE) T 5
10.3.4 0B (Cyy His O, ,CAS 5. 119-13-1) 4l JF =95 % , 5 28 8 G2 I\ AIE I 82 7 b 1 ) 53 E 45 19 4
WY

10.4 FREBRKEH

10.4.1 4R E FRMEAE A (1.00 mg/mL) : 43 FIFREL 4 FAE 7 By S A8 AR 1 5 % 50.0 mg (HERf &
0.1 mg), JHTE/K ZFE BT 50 mL B 8 25 B 208 RO FE 29 1.00 mg/mL ., K% #
ZEAEIRRH BB G 7R —20°C N RECRAE A RGN 6 A o i HTERE A W R 2 20 C L R kT ik
JERE (RE TS WL 5% B) .

10.4.2  #EAER E bR i b A MERR WORAE 4 R OE ARHERE AT VM 1.00 mL F[6]— 100 mL % &
L AR ER Sl fE s R S e 25 2 20 IS W h AR R E & E Tk A 10.00 pg/mL, %
G A —20°CF IR AR .

10.4.3  ZEAE R E FpiE R TAERW - 43 I ERS I 4E A= R E IR G A HER W K 0.20 mL,0.50 mL,
1.00 mL,2.00 mL.4.00 mL.6.00 mL F 10 mL #E @ 2 E . F sh Al E 28 2 20 % bRl R 5] Fil
HEE Bk Ay B8 0.20 pg/mL . 0.50 pg/mL.1.00 pg/mL.2.00 pg/mlL.4.00 pg/mL.6.00 pg/ml,

11 (UEEMi%E

1.1 43t KOF &8 R 0.1 mg,

1.2 fERKEIRG % .

1.3 JE & KA.

1.4 HmiL.

1.5 S5ttt

1.6 FIRR Gl 4 A s o 3 725 0] 25 B

1.7 (R SCHORE £ 35 50 o 77 5 Sl e ) 2% i 5% A/ 0 4%

12 SHTR

121 REH &
B — E B RORE S IR BOR & HE 4y B R TS BT TRE SR AR R YA g, LRI R
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12.2 iXEEAbE

12.2.1 #&¥mig

PR 0.5 g~2 g AL (HER E 0.01 @ F 25 mL Bk E Il . imA 0.1 g BHT. A 10 mL i 3h
AR BRI VA RIS IR M E R E 2 E 5], LR N 0.22 pm H LR IEL T A5 QI FER
oL R

12.2.2  iBim . Eih

FREC 2 g~5 g BEdh IERRZE 0.01 @) F 50 mL ByBS.LA LA 0.1 ¢ BHT. 45 ‘CoKElAL . A
5 gL/KBRIRHM - i 1 min. JRAT. A 25 mL 3L Sl AR P i e 9k 7 B B 900 R b3 W e 7% 2 vk 4
L 20 mL ST A AR I 1 U, G IF L E W WA L AR R 28 R AR SRR g A L. T 45 °C
KU U 2 0 B R R A L R R R 29 2 mL B IRCT 28 R S BRI AR T . TR Sl AR e
AR AR B R RIS 2 10 mL F RSP EFE B2 B BT 0.22 pm A HLRUEBS BEE
RO @35 E

1223 BR ZX EWMETEEYHER

PREL 2 g~5 g #F il GIERH 2 0.01 @) » 138 FR i OISO 13 500 28 HOISCH BOH: vh ity iy anh i 5 5 aih
i 19 3 DU 57 6 B 2 250 mL Z& AN, T 40°C /K i A Dl M 7 U 0 v 4 T IO 2R KR
10 mLiE sh A S 7% # & 25 mL &S . A 0.1 g BHT, #8 75 80 e 4k 3 15 it o I sl 4 e
BRI A SR 0.22 pm A HLARUESK TR G BRI D L fr 2R

123 BESEEH

OIESHZMHIHNT

a) O iEAE R A FEAE (FE K 150 mm, AR 3.0 mm, fidR 1.7 pm) BEAH Y #

b) k30 °Cy

) PRANHT: IE C e A BT e k- D Sk - B 459 (20 +14-0.1) J= 904105

d) W 0.8 mL/min;

e) IR B A WK 294 nm, B ST K 328 nm;

D dEFEE . 10pL,

. [ Si60 BEBEAE REK 250 mm, 942 4.6 mm RLAR 5 pm) 4385 4 B A F I SR 0 HERE ISR M IE C ke 1.4
TR 95O R LR A

12.4 fREHZHHEE

ARPRFIMREE . AR E bRiE R 5 TAE 7 BAG M EE 21 5 BE 20 0 3 A i 300 A 233
ASCH 0 5 A U T R . A 0 TG R A N A8 B B 1 T VRV E Dk B A AR 22 o A v R L T Bk e
T,
125 #H&NE

TRE R 8 R ROBORE €2 15 AL 53 BT o I A5 0 1 AR SR FH AR v 3 o b R bR o R 2R R R L AE I R
AR USRI 10 ANRE i FE TR]— 100 s v V7 T el v ) oA 2 L8 A A s 1k
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SMERRR

A o« AT B AR B - R B0 By A R K (2O
_ o XV X f X100

X e (2)
m
A
X — P o BB S AEFTH - BB AT NS &, AN Z 5 A 5 (mg/100 g) ;
o — MWEFRE LT AR R T o« AT W ST -4 F W 0 FH M A B
R e A= T (pg/mL)
Vo AR RN Z T (mL)
S —#EREF(f=0.001);

100 — i FE B LA A sn i h 5 4 08 R 8

m R FRAEE R AL (),

T RO = RO .

E NAEAREMNMESRER o EFH YR (- TE)FR, I # FR 5 44 % E(mg o TE/100 @) = a4 & B
(mg/100 g) +B-AF M (mg/100 g) X 0.5+ 7-AF M (mg/100 g) X 0.1+ -4 F B (mg/100 g) X0.01,

TE T ST PR 2R PR T SR RO 1 0 37 0 7 95 SR 1 26 0 22 (AN A3 R BERE BB 106,

L ftt

A

MR 2 g A 25 mL B KR F B AR Ry 50 pg/100 g, @ &Ry 150 1g/100 g.

=% AERPHERDHNUE REEE-BEKREZ

83

FE AL R D, MgEA: 5 Dy 19 R AR ARG » 28 SR AL 2 B i e Al (R e AR iR e A

TR Mo Tl R ) i BB M [T A AR IR ¥ A L e 6 i o SR R OO 3 Co BE 0 B A8 IBC BB Rk AR U P
PRIk .

17

17.1

st Pt

WRAR 3 A7 U A AR 73k BT R 2 2 ali . KO GB/T 6682 BLRE Y — 2K .
i 5l

17.1.1 K CEE(C, H; O - A% 4l , 24650 A SRR K E kS I AL,
17.1.2  #idRIMER (CsHOg) .
17.1.3  2,6- U T X H B (Cs Ha O) : f# #8 BHT,
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VE K Bl < 05 1 B2 =100 U/mg.,
AAAH (KOH) .,

LR (C H0,) i 4l

IE O (n-CoHyy) - o ik 4,
To/KBRER 4 (Na, SO,

9 pH R4 (pH ERE 1~14),

A0 BEAHEERCHE CREBE) : 6 mL,500 mg,
A1 REE(CH, OHD . 34l

12 W@ (HCOOH) . k4l

A3 HRE (HCOONH,) : 4 ik 46 ,

o N o o

1
1
1
1
1
1
1
1
1
1

17.2 7 EE )

17.2.1 S ALV W (50 g/100 @) 150 g A& ALH . A 50 mL K 2 G TR S .
17.2.2 ZROPER-IECHHE KOG+ 7 S mL LR OBEMAR 95 mL IEC L IR,

17.2.3 ZPRZTE-TEC KR (15+85) : B HL 15 mL ZFR 2B AF] 85 mL IEC ke TR 2],

17.2.4  0.05% W #2-5 mmol/L B RS : FREL 0.315 ¢ B RS, A 0.5 mL HIiZ .1 000 mL /KA 1#%
IR,

17.2.5  0.05% H -5 mmol/L F 5% B E v i FREX 0.315 g B R &%, i A 0.5 mL HJiZ .1 000 mL
P 5 il o BB PR ST o

17.3 fREm

17.3.1 AR D, brifESh 8510 EE(Cos Hi O CAS 5 :50-14-6) , 4 i =98 %6 , 1 48 [B S8 A IR I 352 T A of
Py JSE A5 bR E ) T

17.3.2 AEZ D, RS JRESILEL(Cr Hyy O, CAS 2. 67-97-0) , 4l B >98 %, 5% 2 [ 5 IIE I 42 T 4%
YE ) T UE 13 A5 HE T

17.3.3  #4E4E R Do-dy WHRIE K (Cos Hiy O-dy) 100 pg/mlL,

17.3.4 44 R Dy-ds WARIE I (Cyr Hy O-dy) 1100 pg/mlL,

17.4 FREBR KB

17,41 443K D, bRufEE &0 MERFRIRAE A R D, brifidl 10.0 mg. JH @I AiT0 K £ BEVE i O E &

£ 100 mL . ffHHKIE LN 100 pg/mL 55 AR @R . T — 20 °CokH o BHR A7 A 200 3 4

H o i ARG 58 5023 6 6 B2 12 15 1E ik B2 RS AR 7 3 WL 5% B) .

17.4.2 4E4: 38 Dy bRufESH & 70 MERAR AR 2L 3R D, nifEdh 10.0 mg, A G35 260K £ B it JF: € 4%

% 10 mL, R E 48 100 pg/mL, #8 F 100 mL §4EERFH b F —20 Cuk4 o & B A7 A 5%

W3 AN H ol R 5 A0 o6 0 B T A T R E R T T 3% DL 5% B

17.4.3  HEA 2K D, rvfi v (8] 6 A MERR R IRCAE A2 K D, ARvfEfE 5 7 10.00 mL., FI S AR B O 2 4

£ 100 mL KL 10.0 pg/mL AR 1A H o HERR AL IE J5 W I3

17.4.4 4423 Dy A o ()6 P00 - v IO AR 3R D, b v 46 959 10.00 mL . I JAE Sl A B O E 2%

£ 100 mL B @A RE LN 10.0 pg/mL AR 1AH o HER R IERE S ik T8 .

17.4.5 4423 D, MYEAZ Doii & b 6 AR HE 00 IR ICAE A2 3R D, M4E 2R 3K D, A o v 18] {8 FH 8 45

10.00 mL, i h AR B OF 2 4 2 100 mL, ¥R JE A 1.00 pg/mL. A 1 4HH.

17.4.6  4E/E R Do-dy M4EAER Di-ds WARIR G ¥ W 20903 B 100 pL ¥R 100 pg/ml (2 42 3%

D,-d; FIZEAE R Dy-dy bRiERE S BOIMA 10 mL A 0 B A Bl 1 pg/mL IR & NFR. A8
9
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MW1MH.
17.5 IRERTIABWEH

A3 S HE AR U B4k A2 2 D, Dy YR A AR MEE T 0.10 mL,0.20 mL,0.50 mL,1.00 mL,1.50 mL,
2.00 mLF 10 mL Fa 7@ S A4EE R Do-d; fdEdE Dy-ds WARIRA R 1.00 mL, FH EE
ERBZNE RS, bR E R 5 TAE WM B 4y 3 10.0 pg/L,20.0 pg/L.50.0 pg/L,100 pg/L,
150 pg/L.200 pg/L,

18 (UERFMIRF

SE - B IT A A LR AR A A B 2 W ) 3 S R W AR
18.1 2 #r KF il 0.1 mg,
18.2 i Jy i 4w E PR 35 /KU < R M AR 45 TR T g
18.3  Jiedk 7 KA,
18.4  AMAL.
18.5 EAMPLILEE T,
18.6  FEBUALIR T %% .
18.7  ZIJHEWATENR 7 %% -
18.8 R RE LWL = 6 000 r/min,
18.9 = R0 A 0 1k - Hf BT 3353 4 FL IS 55 B8 U

19 HHTE

19.1 XEH &
W — 8 BORE R T 2 BEOR e 45 43 VR VI TS A A TR OB T SR A G LR S
19.2 iREEALIE
SE b o R SR G 26 A0 Ot B T RE SR G HRAE
19.2.1 B
19.2.1.1 REEHHS

FRIC2 gC HERR 2 0.01 @) ¥ AL AL T 50 mL HZERLOE H L, A 100 pL 4i4: K D,-d; fil
ek R Dy-dy IRAWFRIERA 0.4 ¢ PUIRIMBR - M A 6 mL £y 40 ‘CH/K . #iE 1 min, il A 12 mL Z .,
TATE 30 s, FRIA 6 mL &AL BV T, 1R BE 30 s Jo A IR 4R 3% % 7, 80 “C 3t Y 1 Yl 7K 78 318 % 30 min
CHnRE S AL 203 0 %, AT B IR 5 min~10 min BUH IR E 0.5 min) , BUH AR KB R

S R AL 30 min, U ARV EI S WA T U T AT ik AT A I Y AE K R AL

19.2.1.2 &iEME M

FREC 2 g(MERR 2 0.01 @ L BT A iRAE T 50 mL HIEZ LA S A 100 pL 4i4E R D,-d; A
A Dy-ds IR WFRER 0.4 g TEM . A 10 mL 24 40°C /K . AT IR 48 3% fe . 60 °C 3k e
AR 30 min J5 , BUE AR K IE B 10092 20 5 09 B A P m A 0.4 g HUIR M AR .12 mL &, 1 JiE
30 s. FEIIA 6 mL SR AL B IR IE 30 s JG AR IR %% &% b A 19.2.1.1 524k 30 min,

10
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19.2.2 EE

R ERRAEF A 20 mL 1E S B, g 3 min, 6 000 r/min 2544 F &0 3 min, ¥ [
JZHERE 50 mL B0 A 25 mL KBBR8 30 LHE 6 000 r/min £ T &0 3 min, BB )2 HL
THAH .

19.2.3 &k

B ik e A AR B AR R 8 mL 1R 21876 4k, 8 mL 1F O e i, B 4% W &30 4, B F 6 mL
IR HE-1E O BE I (5+95) ik . F 6 mL PR CHE-1E C e R (15 +85) ¥ it . YRR ALE 40 CF &
SR MA 1.00 mL B, 8 HE 30 s, it 0.22 pm A P12 JE AL 20 2

19.3 UEBEMEEMH
19.3.1 @igEsZ&H4t

R S C T R (T

a) CitEFER 100 mm, H: N/ 2.1 mm, R A 1.8 pm) , 8{ A1 24 5 ;

b) M40 °C;

o) WA A:0.05%0 HIER-5 mmol/L W R B s WS AH B:0.05 20 HIER-5 mmol/ L Hl % Bk 1 A i
s VS AR PR IR T WLk 25

d) 0.4 mL/min;

e) FEFEE .10 nl,

®2 mIBBEEBEE

P} ] WENAR A WshA B T 3
min % % (mL/min)
0.0 12 88 0.4
1.0 12 88 0.4
4.0 10 90 0.4
5.0 7 93 0.4
5.1 6 94 0.4
5.8 6 94 0.4
6.0 0 100 0.4
17.0 0 100 0.4
17.5 12 88 0.4
20.0 12 88 0.4

19.3.2 FUESE&H

WSH LS
a) HEJXEST
b) BRI 375 Ty
o) B 12 L/min;
11
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) WIS K 500 V;

e) FALARIE I 172 kPa;

D BHEHRHKE:4500 V;

g TR 325 C;

h) TR 10 L/ min;

D ZREIN(MRM) K,

oL H, R A A A IR 3L BTG R L CL5

R3 HERD MFEERD, ESELEH

. £ 85 B ] IS ETET il 45 HAL EETET il 5 H R
- - min (m/2) (m/z) eV (m/z) eV
N 379 5
4% D, 6.04 397 107 29
147 25
) 382 4
#iEE D,-ds 6.03 400 110 22
271 6
] 367 7
#i £ Dy 6.33 385 107 25
259 8
) 370 3
Hr: F Ds-ds 6.33 388 107 19
259 6

19.4  #rifE B S B I ME

SR AR R D, R4EAE 2 Dy AR R S T AR IR B i o AR LR R D, (AR
Dy 55 AR B [R5 3 A b 19 e T AL AEL M S A b » DA AE 3R D, VHEAE R Dy b i R 51 AR 0 O B AL A
o 4EAE R D, AR D b2 .
19.5 HmillE

R o DR R0 U I AR A5 80 5 D00 0 5 R s 0 U T R L AR B s v by e A5 21 00 b 4R AR R D
HELEFR Dy BYUCTE o TR IR IR A 010 0 IO (L IS A b v P 2K 244 YU TR P e A T 2 BB i
Wi 19.2 PEA7T 40 PR S FERERE 23T .

20 HmERMERR

WA R D, HiA R D, & #EOH5
_pXVX S X100

X - e (3)
2
X KRR D, R DA L O A 9 (g /100 @)
o MR A 2 A B R o 2 D, (R B D) IV B i T T
(pg/mL);
Vo AR T (mL) 5

[ R
100 —ilF i B LSRR 100 SOit 50 i 5 2 80
12
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m ——ARRER Rt 2R 5 ).
PG R R S AT RO
E AR R SRR D, MAEAE D AR DIIES R EE D, MgEAER D, FRZMIH,
21 T
7 T P 25 T K450 T A S DU 45 SR 0 2000 92 L 7B SR 4908 19 15 %

22 Hfit

A

MR 2 g BT 4EAE R D, IR BR A 1 pg/100 g E wEBR A 3 1ng/100 g 4EA R Dy [k IR
4 0.2 pg/100 g5 E R A 0.6 1g/100 g,

W% KRRPHERDHUE SHREREE

23 JRiE

R A 4EAE R D, s i AR D, 2 SUA AT £ Wi 2 Al G 9 by a0 S P 9 o e T ) L 4 B
Vel i i o P AR R AR €3 2 ) 2 L SO R RO @35 Cos i (35 70 1 L 22 58 A0 sl AR A
08 G0 PR A v (ERAMR ) 5 . W 2 24 R D, o I 4EAE R D, MR P bR s Qi s 4E2E % D, 1l
e D, fEATR.

24 W F A0

BRAE T3 A BT AR 07 3k B R 2 S e A 4. JK O GB/'T 6682 ML i — K .
24.1 K

24.1.1  JGKLEE(C, Hs OHD a3k 4, 248 56 A S ER W I K A 5 ik L AL
24.1.2 HUIRIMER (CsHOg)

24.1.3  2,6-RCT B Wy (Cis Hpy O) : fj A8 BHT,

24.1.4 HAEALH(KOH),

2415 FEkE(C,H,,0),

24.1.6  AMBECC;H, O, 3 FE R 30 T~60 C,

24.1.7  TKERFRHH (Na, SO,)

24.1.8  pH R4 (pH R 1~14),

24.1.9 HIEE. @k,

24.1.10  VERYMEG 05 S B =100 U/mg,

24.2 A FIEEH

24.2.1 AR 50 ¢ EEALE A 50 mL KM B HGAA T R 2 I R EH .
24.2.2 TFCOkE-AOKEBRA+D w8 mL FHNEMAZR 992 mL IEC ke RS GEBEF A& H.
24.2.3  WEE-KEBRO5+1) 5 H 50 mL /K INAZ] 950 mL FEE IR AT H A A 2 .

13
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243 FREm

24.3.1 4R D, brdEdh A5IEEE (CosHyy O, CAS 5 :50-14-6) , 4l i =98 % . 5 28 [E S8 N E I 82 F b
YE ) JSUIE A5 1) Bk 9 I

24.3.2 #EHEE D, bRifES IRESIEEE (C, Hy O,CAS B .67-97-0), 4 B >98% , 5% £ [ K\ iF 3 #% T
T Y 400 3 IE 5 1) s o 0 5

24.4 FREBRHEH

2441 YR D, PRUEM AR MEFIARIEE R D, fRifEM 10.0 mg, HI 54l oK & B i 0 € 2
% 100 mL, fHH WK BE 2 100 pg/mL, 58 2 A% XD H . T —20 °CUkA 2% H -7 A R0N 3 4
H o i AT 58 A0 43 06 0 B 1 A I Lk B (RS IE 7 6 2 LI S B

24.4.2  YEHEFR Dy bRUERE AV IR HERRARIAE A R Dy ARUE L 10.0 mg, FI 35 4 TC K £ BE Vil 0T 2 45
% 100 mL, i H WL R 100 pg/mL, &K FE 100 mL 8 @K FE . T —20°C k4G h B #1242 H
ROW 3 A H . i FIET R 240 3 6O BE VR R IE VR B (RGE 7 2 WU 5% B) .

24.4.3 YA D, b B W HERRWORZE AR R D, AR UERE U 10.00 mL, i S AR RO E A
% 100 mL, {22 10.0 pg/mL AR 14 H Rk 3R E JG kAT A

24.4.4  HEHE R Dy bR dE b B HEBRWORZE AR R Dy AR UERE I 10.00 mL, i S AR RO E 2
% 100 mL W ER A2 i M EE LY 10.0 pg/mL AR 3 AT Rk B AL E I ik EE T 3
24.45 YR D, bRUEE W MEG R ZE AR R D, AR b E S WK 10.00 mL, U S ARG BT E 4 &
100 mL M FR GBI MR BEZYSH 1.00 pg/mL, HERH IR B 4% 1 I J5 AR BE 4T 53

24.4.6  HEHE R Dy bR E W HEGRUORZE AR R Dy AR dE b [E ST 10.00 mL, FUE S ARG BT E 45 &
100 mL MFR GBI W BEZYSH 1.00 pg/mL, HERH IR BE 4% 1 1 J5 IOV FEE 4T 53

24.4.7  bRUEFR GV W ) -

24.47.0 YA ZR D, fENBRINEZEE R Dy B 43 3 E AR 0 R4E R R Dy AR fE [ T 0.50 mL,
1.00 mL.2.00 mL.4.00 mL .6.00 mL.10.00mL F 100 mL @A RS . & IMA LA ZE D, NI’
5.00 mL, W BE & 25 2 20 B 5. ebr e R 9] TAE Wk B 43 514 0.05 pg/mL.,0.10 pg/mL,
0.20 pg/mL.0.40 pg/ml.0.60 pg/mL.1.00 pg/ml,

24.47.2 HHZEAZR Dy AENBRINEZEE R D, B4 0 E AR 0 R4EE R D, AR [ ) 0.50 mL,
1.00 mL,2.00 mL.4.00 mL.6.00 mL,10.00 mL T 100 mL {# @A BIE T . &M A4EA K D, N E K
5.00 mL, W BEE A Z 2 E RS, br i R3] T AE® W E 535 R 0.05 pg/mL,0.10 pg/mL,
0.20 pg/mL.0.40 pg/ml.0.60 pg/mL.1.00 pg/mlL,

25 {NEEFNIEE

SE - BT A LR A A A B 2 W ) 3 B R W AR
25.1 ZHr R BGh 0.1 mg,
25.2  WEIIBERE G M AR RE
25.3 iR KA.
25.4  HWAL.
25.5 EAMPLEEEIT.
25.6  AWUFLIRG A .
25.7 Pl £ IEAH i 0HORE G T A 58 AP R B S A DU 2 L AR AR 500 pL E IR
25.8 SR R ACHRORE €6 3% A M AL« A R AN B M A B ARG I B L JERE SR T 100 pL 2 B,

14
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26 HHMTE

26.1 XHEHE
B — 2 B AR SR R 203 45 0y BRI RS S ABAE T RE SR L B YA RRE SRR A
26.2 IRXEEALIE

Ak H s O kG 5 PO IR R R] REECRAE . AR A P U A AR Dy iR R D, AR
WS A UEA R D, AT HAEA R Dy M0 bR 5 75 0L AR vk 5 1 (EL 5 22 56 T0E 1] WAC 3R R il A2 A 225K

26.2.1 AEEMER

FRELS g~10 gGERZE 0.01 g) 2234 B4k LAY (8 R URE B 50 g ERf 22 0.01 @) W HE i T 150 mL
SR BRI BRI FT A 20 mL~30 mL 37K 1A 1.00 mL A A5 0 CAnil 22 4 42 X D, »
e R Dy AE BRI E4EAE R Dy H4EAER D NSO FEIMA 1.0 g FUIRMLER A 0.1 ¢ BHT.{R
5. A 30 mL Jo/K S A 10 mL~20 mL SR AR A W L A IR 4 1R 50 I TR IR ) 1+ 4%
80 “Clulii e AL 30 min, AL JE 37 B K& H 2 %l .

e RRARI IRy 30 min, A2 AL RV H T L VR AR T I AGE BRI 2R R R Y K R A

]

26.2.2 EiERMEM®

FREL S g~10 g(HERH 2 0.01 @) £ 34 i 4b B Y [ M4 5 FE 58 50 g ORE A 2 0.01 @) IR FE & F
150 mLAF B A - B A RE T A2 20 mL 3K . T 1.00 mL P AR FH ¥ 0 Can il & 4 4= % D,
FAYEA 2 Dy ERFR; 2 g4 R D, HAEAE R D, FENFR) R L g WEM B A 60 CE IR KR
30 min, [i] N 1.0 g HidR M AR #1 0.1 ¢ BHT,IRA). finA 30 mL JG/K 2,10 mL~20 mL
AP N PR IR A S TAEIR ML ) e AR B 80 °C [ul i s Ak 30 min, AL S S B K
BHEER.
26.2.3 32EL

B4k A 30 mL /K& A 250 mL MW IR - A 50 mL A iMEE. IR A B 5 min B T 2
W 2 55— 250 mL K923 2P A 50 mL #447 Il B PR 2RI 5 R )R

26.2.4 i

2y 150 mL KRG BZ . ATERZ 3 K. HEKBZERE P TH pH KA N T 25K
pH ) . X T E /KM,

26.2.5 R4

B 5 Bk 2 4 K BRFR AN (2 3 @) I8 A 250 mL e f% 78 &M & R 4848 b . 29 15 mL £
Mk f1 % 23 VU S B TG K B R A 2 WK I AN FE R PN & I I A e % 2R R A SRR MR A 1L T 40 CoK
PO 2 B A PR R Y 2 mL B B ZE AL AR ET O HIESRERE 2 mL,
0.22 pAg B ZR 8 R D AL 21 o) 2 1 A 5 A0 AH (% 2R e 1 il 4 AL R AR

15
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26.3 ME &M
26.3.1 #HEZED FNRKHSEK
26.3.1.1 FHETFHEHSARBBELESELEYE

i 28 TEAH S OO % 2 % ARSI I E

a) AP BERRE L FE R 250 mm L, IR 4.6 mm . RiAR 5 pem, B EL [ 25 P RE G @ R
by WA R E b IE Sk (141D IR R 8 0.8 Yo A SN B 5

c¢) Vi :1 mL/min;

d) WK .264 nm;

e) HMiR:35°C £1°C;

D UEREARRL.500 pL,

26.3.1.2 H#HEFEHEBSHNEEBERZER TR

W2 1.00 mL 442K D, il Dy brifie o B 6 T 10 mL B ZEAE L 7E 40 'C 22 TR L
Wt BRI 10 mL IE QBRI . BOXIR 100 pL 3 AR @3 0T I %E B € 484 R D IR
WFIE] . AR5 K 500 el 737 I TR ABOR G 35 A b AR A0 2 A2 3K D AR vl ¥ 00 AR B I ) i B 4 AR R D IR
Tl b RV E T 40 CARB AT BUBHEF A 1.0 mL R, S8 IR & i i RN 4E4 R D
I 7E
26.3.2 REREBESEZEH

RARBAH IS S5 F T B .

@) G Co bl HER 250 mm AEATE 4.6 mm R 5 . SR S HERER) (5115 £
b) B I EE K =95+5;

c¢) Vi :1 mL/min;

& KM K 264 nm;

e) FEIR:35°C £1°C;

D #EFEEE 100 pl,

26.4  tRifE AR HIME

PR 4E A R D, BAEE R Dy bR RS AR A SR 35 A0 A B 4EA R D, MZEA: R
Dy WETIAR . DA 0 T AL S AR AR  AAE AR R D, sEE A K Dy A vl AT W0 DA A A s 7931 222 7 4
R D, SRR Dy drifEh £

26.5 HEmilE

M AR A2 2K D I RE W 100 pL 3 A SCAR RO €38 0, 45 2 15 00 49 15 P s 9y S i i L D S AR B0
e 25 2 R 4E2E 3R D, (B4R R DO BIHRIE
27 SWMERHRA

WEE P44 R D, (844 R DO & &E#H (D IT5E .
:prxfxmo

m

X

(4

16
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A

X — il iR D (i AE R DO B & it B R o R A s (pg/100 )

o — WRAEIRMEMZT AT B B TP 4E AR R D, (E4E A R D) Bk EE 07 Dy Sl B 22
(pg/mL);

V. —IECkEE AR BAL 2 T (mL)

£ R R AR A R B

100 —— I RE ik LA 100 5T B R B

m BRI R SR 3 ()

TG A B = AR

kA

7 T P 25 T 150 7 A DU 5 SR 0 24000 22 S 7 SR 408 09 15 %

L ftt

9

LR 10 g I 4EAER D, sS4 R Dy KRy 0.7 pg/100 g @ RN 2 pg/100 g,
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Mt & A

Al EKZERBEXRYRKESE

A1 FH

A111 BEPRER.
A1.1.2 A,
A 113 K,

A2 RFIECH

A1.2.17 SUORHBRARIA R  FRIX 5.00 g AEERAR A 100 mL K% . Aif A7 T AR G

A1.2.2 1020 F A ACHNTE I FRI 10.00 g SAAALHN . IA 100 mL K 7 i . it A TR S MR T
A1.2.3 HRETEWR UK R 5 o i ERAR b, L A A U0 BTV L I B0 10 00 E A AL BN
KAHEUUVE » A Z K = TTRE W

A 13 BEFAE

W2 mL AR T8 P A D S RS PSS A R R S AR
B SN s SR A T

A4 ZERALE

W @IS A oK CEES X A Z BT A B B 2 ¢ iR AR IE T/ Bk P B 4 g SA AR
BHFROER CEWEWA 1L Y IREG ICERZ 2 d R KRR, 20008, B 28R P 2218,
#3150 mL ¥ .

A2 ZBHMEEUMRETR X

A2.1 RF

A2.1.1 g,
A2.1.2 JEH.

A2.2 RFIECH

A2.2.1 1000 MG HR IR FRI 10.00 g MRS A 100 mL /K A . it 7 T 4% 4 lRD T
A.2.2.2 0.5 FEME W - FRIL 0.50 g AT PEVERY A 100 mL /K % % - A A7 TR

A23 BIERE
F 5 mL ZBEI 1 mL10 % AL A0 . PR % 1 min,. WK 2 5 3% @ 00 4 5% 0.5 KIE kAT . K2 5
W, RS A .

18
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A2.4 ZRAE

I 0 535 21 TC /K £ Tk B BUAT R HEA T T 2% L T A% S TE I T 7E ZE IR P B Al Bk 22 B Al B L F
% 10091 1R VORI 10 06 5% BR WK

19
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Mt & B
HERADERERRRERERE

R R A AR DAEAE R E bR I 75 O T A5 20 o BE AT RCIE AR IR

a) MO B AR MEAE 25 I 50 pL T 10 mL AR (0 & B P G K Sl A 2= 20 B, 1R 50,
Lemfy 3 b AR LITCAK QB2 S L #1238 BT B I s L ' 2 5

by rRAEE R D, HEAER Dy bRUERE &R 100 pL T 45 10 mL ER @A R HIJGK L BF
SERBZIE GRS 1 em A EM, LITEK CBE N2 E S L4 R BRI E R
E HWOLE 5

o I e AR H B ST - E A O- AR T B ARG A R 500 pL F45 10 mL AR
K CREE R B L RS 1 em ARG UK BN EAS I % E
B.1 90 %E P4 I R OE L .

W4 R A AR E s 4i AR D R NB. DR

A X 10
E

N e (BT )

A

X YA FARMERR B BE L B Sl B 22 T (peg/mL)

A R R BT SRR 5

100 — B RHG

E — AR 1IN ECRBCEAERMMY LETOEREIE B.D,

R Bl MEEKEBSRERY

EEat7) K /nm EQXERREO
LB 292 76
BHEE 296 89
YAEEB 298 91
O-4H By 298 87

i 325 1835
4R D, 264 485
4R Dy 264 462

20
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M x C
BitE
ik R EbREE IR Coo b SO A5 K ILE C.1,
15.0
mAU
delta-4EH 8 beta~S F )
10. 04
camma-k B alpha—4 H By
5.0+
0.0 T
-5.0 [ r I — ' ] l : l/m'in
0.0 2.0 4.0 6.0 8.0 10.0 12.0 14.0 16.0 18.0 20.0 22.0 24.0 26.0 28.0 30.0
B Cl1 #AZRERERECoERBERIER
kR A BRUE IR Coo MR35 51 (2.5 pg/mL) WK C.2,
100
mAU
VA
75
504
25 ]
—10*.".. o .I . . . . /min
0.0 2.'0 4‘0 6.’0 8.‘0 1(;.0 12’.0 14I 0 lé 0 18’.0 2(;.0 22l 0 24l 0 26.‘0 28l 0 30.0
B C2 HERARERR CoERERERE2.5 pg/mL)
AR E bR WO S A (g R L C.3.
beta—4E H
2.5+
gamma—4 H )
2 4
alpha—4 H 8
1.5 1 delta—"E H B
14
L
0 10 15 20 25
t/min

C.3

HERERMERRBRETEILE
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C4 N#EER D MYEER D-dy IRGHRMER K 100 ng/L B9 MRM JFik (o3 [ W& C.4.

%102
=

HAFED, 385>107

i A

101 YA D ~d, 397>110
5 &
0 4 e O
X101

44 %D, 397>107

5 A

0
X101
4 #i4EFKD,~d, 400>110
2
0
2.5 3 3.5 4 4.5 5 5.5 6 6.5 7 7.5 8
/min

CA4 HEFRDMYELER D-d; BEEHRERR 100 ng/L B MRM [k &%

C5 ykrrhiRimge 5 D Mge/ 5 D-ds RGP ER R 100 pg/L 19 MRM Jif (i LK C.5.

2
%x 10 YA FED, 385>107
1
. __ A
1
X
10 %D ~d, 3975110
2.5
0 - . -
X102 YD, 397>107
0-5 Jwﬂv
o~
x10l YEAEFD,~d, 400>110
2
0 .‘L*___,,__v“_‘

2.5 3 3.5 4 4.5 5 5.5 6 6.5 7 7.5 8
#/min

B C5 MMmpRmEER D MYELEE D-d, BEHERK 100 ng/L #9 MRM FTiEk &% E
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