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RmREERIRE

BRPEEE A D.EPNE

1 SEE
AFRHERLE TR G P dEA R A iR R E MIZEA: R D IE 5 ik,
APRUESR — S T a4 R A YA R E e .
ACBR S S TR ROR | SRR SF B R A R E i E .
APRAESE =L TR 4EE R D, M4EA R D, p0ilE .
AR S VUYL TR B P A R D, 8RR Dy BONIE

F—F ERPHEEITANMELERENNE RESVUREEREE

2 JRiE

AR R A K AEE R E 2 A0 O yetn S ek Mgl i) AR I i ik e 46 Jm . Cy 2 PFP X
AR 3 FE 23 1 5% SMG I 5 35 LA D A A L SR I S 4

3 WF AR

BRAE 53 A UL AR J7 3k B R 32 S 2 v 4. KO GB/T 6682 MURE 9 — K .

3.1 iKF
oK ZBECC, H, ORD : & B AN FTEERY) L& HES I A,
HLIR MR (Cs He Os) o
SEALE (KOH),

L[ (CH,CH, O] . & & A EF i iy . A miks il A2,
A (CsH, O i B H 30°C ~60°C,

ToK B R 84 (Na, SO, .

pH iR 4E(pH JLH 1~14),

R (CH; OHD 8,3 4,

VE R 75 1 B =100 U/mg.

10 2,6- U T X H B (C; Hyy O) AR BHT,

W W W W W W W W W w
© o N o o w N -

1
1
1
1
1
.
1
1
1
1.

3.2 WFIEH

3.2.1 SEAMIER (50 g/100 @) FREL 50 ¢ A& LM, INA 50 mL KEM . AHE . METRLE
i
3.2.2 AIMEE-Z BRI (1+1) 5 H 200 mL A B, A 200 mL Z B, 15T,
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3.2.3 ARSIk HLER 0.22 pm) .
3.3 tREm
331 HEZEARESR

EEIE(Cyo Hy O, CAS 5 :68-26-8) : 4l B2 =95 %6 , 828 [1 ZEIAE I 4527 b HE W T HE 15 (R AR E 40 5k
332 HEZEIRESR

3.3.2.1 a-HFB(CyyH: O, ,CAS 5 :10191-41-0 ) &4l JF =95 % , 8 4 [ S8 I UE I 4% T b5 e 9 i iE 45
FA A HE ) 5T

3.3.2.2 BHEBEM(CyuHi O, . CAS 5 :148-03-8) : 4l iF =95 % . ok 28 [ Z U AIE I 42 T 45 1 9 o UE 45 1)
PR e T

3.3.2.3 y-AEBEM (CyuyHis O, , CAS 5 :54-28-4) 4 =95 %, 3% 28 [ KU AIE I 52 7 br 1 9 BE 5 19 b
HEY) I .

3.3.2.4 0-HEBHEM(Cyy Hy O, ,CAS 5 :119-13-1) 4l =95 % » 8 28 [ K UIE 52 T b5 1 9 B E 5 19 b
HEY) I

3.4 HRAERREL S

3.4.1 HiAE A WP EMAATAE I (0.500 mg/mL)  EFIFREL 25.0 mg 4i4E R A FRifER L A IJEK QW
o A 50 mL Fwh 8 A B2 WK EE 298 0.500 mg/mL., KW RS 2 AR AR
LB EE TR —20 CREDEORAEARAN 1A H o i HTECE W R 2 20 °C L JF A7 W AL IE (K E
JrEZ ULk B,

3.4.2 HEA R E bREMAE K (1.00 mg/mL) : 3 HIMEFI R o B W AR T W - EFE B M o-A4 B W
% 50.0 mg, HTE/K SR JE 5 A 50 mL 8 B, 25 B 20 B, I WO B2 2928 1.00 mg/mlL,
B W e % A AR B B — 20 CC R OB ORAE A RO 6 N H L I R ETRE TR R 2
20 °C I AT BE RS IE (ROE A S W 5% B) .

3.43 #iAEER A MR E G050 R AR A AR R A ARG A VAR 1.00 mL R4 E
% E WM& B4 5.00 mL TR — 50 mL A d, JHPEE A B 208, IWE IR h 4E4:- R A WREH
10.0 pg/mL, 44K ESETHBWE N 100 pg/mL, 7£—20 C FEECRA, A 8EAH .

3.44 AR A FIY4EER E bRl R TARW R o0 A R4t A | A 44 R ER SRR
B3 0.20 mL,0.50 mL.,1.00 mL.2.00 mL.4.00 mL.6.00 mL F 10 mL #5255 & o, T H B e 5 &
ZIRE . Z R E RS 4R R A WRBE 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, 44 E E WE N 2.00 pg/mL.5.00 pg/mL.10.0 pg/mL.20.0 pg/mL,
40.0 pg/mL.60.0 pg/mL. I FFTECH .

4 LEEFEE

4.1 St RF & E R 0.01 mg,
4.2 ERKEIRG A .

4.3 i KA.,

4.4 HWAL,

4.5 EHMPOCET,

4.6 SR SF AL IR G A
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4.7  ESUB A TE A SR MG I 2 R A I ARG N B e ARG I 2
5 OWSE
51 HBHHE&E
B — 2 B AR S BOR 20 4 o B R S G AEAE T RE SO P L RGeS E
5.2 iXEEAIE
ER.EANMERNAEESEENEYR ;PR FIBFERBEREAS S ; A1 T 72 5B 6 &

SRR, R BB IR E RIS R AR B XUAE IR 1E .
5.2.1 Bk

52.1.1 AEREMEmR

PRI 2 g ~5 gORiBi 2 0.01 @) 28 1 5 b 3 % [ (A iR 5 50 g CR B 28 0.01 @) MR T° 150 mL
TR B, AR TR A Y 20 mL iRK AT, BMA 1.0 g BRI AR M 0.1 ¢ BHT, 15, i A 30
mL JoK ZFE A 10 mL~20 mL S0 H S W . i e 4 IR 215 T 80 “CH il /K ¥ 72 3% 2.1k 30
min, BILJE ST B HAR KIS 2= .

S AL ] — B 30 min. WR ALY E S LT A R I A ok A AV T I Y S R AL ]

5.2.1.2 RIEMHEM

REL 2 g~5 gORHIE 0.01 @) B AP A B AR AL B 50 g OIFRIE 0.01 @) MARHFE § T 150 mL
SRR AT Y 20 mL IRKIBA DA 0.5 g~1 g KB, LA 60 “CRBEOCEIRIED
30 minfm . BOH , M EE@ER A 1.0 g PLIRIMEZ A 0.1 ¢ BHT, R, A 30 mL JE/K ZEE,10 mL~
20 mLAEALMVER , B IR R A5 T 80 ‘CIEIRKBIR 2 AL 30 min, BALE LRI HB K G H =
5.2.2 #RE

B AL A 30 mL K% A 250 mL B9 50 W Us =5 B, A 50 mL A i k-2 BE IR AT IR T A B
5 min B FEERER E 55— 250 mL W= M 50 mL (IR & BER PR B, &I 8EZ .

FE. W R 2 A S o W T R R R
5.2.3 %%

M2y 100 mL KBESREEZ , AF B 3 0, 2 BEE V2 P CTH] pH 48R I T 2R W pH
{ED - LB FJEAKA

5.2.4 R4

W VRV S Y Tk 2 2 TR BRIR 4H (29 3 @ B A 250 mL JEH: 78 & s A AR 4R 4 1 , 20 15 mL A
ik i 8 3 R 1 S TC R BRR B 2 U, IF AN ZE RN S IR T e 5 28 S AN A 4 AX L T 40 °COK
T B 2R SRR A L TR R T 4 2 mL B BCR ZE AL SRV R AR BT . RS
UCRE 28 SO 5 B A i R 56 A2 2 10 mL b E R B2 . WL 0.22 pm A PLRIEBE M
RCHAR (T D 7E
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53 BIESHFEH

OS2 5 HIIE .

a)  EIEHE . CootE (HE K 250 mm, W42 4.6 mm, RiAE 3 pm) , BUAH X &

b) 20 °Cs

O VHIAH ALK B TR, Ve AR B L3 1,

d)  W#E:0.8 mL/min;

e)  EEAMGIIE K HEE R A N 325 nm4EAE K E N 294 nm;

0D 10 pl;

g) AR E S B FIRE (o 1 UL Cl1

FE 1 dnELUB AR SRR AE 20 °C +2°C , m B PEP A: 40 B SR A, i 3 A S K R0 HY s B8 Uk G .

2. WRES R RS o R E B AR B W -t R AT B Coo i L SR R TR

3 A0 DA I L T FH T A D g RS, X AR R M A R T A B Y 8 R R B R M L T e DL ORI Dk K A
WAl 2 A R K 328 nm. R SHIEK 440 nm; 4 E K K 294 nm. BB 328 nm.

Rl CBEF-RESURERELEHBEESEZLH

| WA A WA B i
min % % mL/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 fRAEMZKBHIE

AR AOMR kR AR R A FYEA R E ARl RS T AR B T A o RO 3% A0
E A IOL A U TR AR LA T B g N A R L S R AR R D Al AR 42 T A v o e T LR IR T R

5.5 #HmillE

TR 8 oo SRR €0 3% A A3 A, DA 06 THT AR SR T AR V5 2o B 3R e v il R H SR B2 . 7 i
R BRI 10 AR il [)— 03 A o 35 90k o o 00 R, A S0 1) A R 1
6 SMERMETIR

WA 4EE R A BUEA R E & iU IR
_ e XV X /X100

m

X v (1)

Gav
X — MR ASEAR EMEE AR A RO HOTE A 5 (ng/1000)  JE4E R E
B 2 B e (mg/100g) 5
o — ARAESRMEM LT R A P A R A B4R R E BMREE AN GO B T (pg/ mL) 5
4
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Vo AR B T (m)
o BERFEEAR A =LY4EER E: £=0.00D;

100 — kB LAAE 100 7 P53 i 53 2R 40

m 71ﬁ1¢5’]ﬁ<ﬁ§,$@jﬂﬁ(g)o

THAZE AR B = A BT

E AR ENNESEREH o EFWH Y& (- TE) TR, T T 25 44 R E(mg «-TE/100 @) =a-4 & B
(mg/100 @) +p-AF B (mg/100 g) X 0.5+ 7-AF B (mg/100 g) X0.1+6-4F M (mg/100 g) X0.01,

7 WEE
7 T AL % P T 0T A 57 0 52 5 0 2 2 R B 3 PO T 069 1026
8 At

MR 5 g EA 10 mL I HEA R A YEIME IR 10 1g/100 g E RN 30 1ng/100 g3/E
B2 AM R R 40 pg/100 g, E R 120 png/100 g,

FTFE AERPHELITEMNNE EESRRBERIEE

9 EiE

R R 4R AR R E A BV R S B R 4 i, P o SRR (5 15 S A B A 0 S L 2 S A
a A L SRk E

10 FF0#F A4

BRAE 53 A UL A J5 ik B R 25 S e 2. JK O GB/'T 6682 ML B9 — 20K .
0.1 iRXF

10.1.1 KK LEE(C, H, OH) . (A4l . 2K A SR YR A T ES I AL,
10.1.2  Z [ (CH,CH,), O] /3 #r 4l , &k 1A & S K& kS0l A2,
10.1.3  f7iliBECC, H, O, 3B LN 30°C ~60°C,
10.1.4  Jo/KBRIREN (Na, SO, .
10.1.5 ECk(n-CoH,) : Aig%4l,
10.1.6 A EE [(CH,),CHOH]. %4l ,

10.1.7 AT HEF HEEE [CH,OC(CH,), . k4l
10.1.8 HEE(CH,OH) . {4 i 4l ,

10.1.9 PRI (C, Hy O) - fa ik 4l

10.1.10  1.4-Z5NH( C,H O, a4k,

10.1.11 2,6-ZRUT JEEXFH 8 (Cps Ho, O) K BHT,
10.1.12 AHLRWEL FLEER 0.22 pm) .,

al
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10.2 B

10.2.1  AilEE-Z A (1+1) &8 200 mL A Bk, n A 200 mL Z Bk, IR, I P HT BEC
10.2.2  FishAf  1E C e -+ DRUT 3% HF L Bk - DU S0k - Y TR A W (20 +1+0.1) ]=90+10, IIfs F B A #1 .

10.3 #REm

10.3.1 oA B W (CyyHs O, ,CAS 5 :10191-41-0 ) 4l E =95 % , 8L 45 [ F A E I 42 T br i 9 BE - 1y
s )

10.3.2 BHEBEM (CyyHig0,, CAS %5 :148-03-8) ¢ &l 8 =95 %0 , 5k 48 [ G IF I 52 7 Ar P JoiE 5 1 b
WY I 5

10.3.3 7 AEH B (Cos His0, , CAS 5 :54-28-4) 4l i =95 %0 . 5k 28 [ LN E I 82 7 br 1 W o 0 15 1) b 14
Yy 5

10.3.4 S-AE M (Coy Hyg0,, CAS %5 :119-13-1) - 4l B =95 %, 3 28 [ 8 UIE I 32 7 1 9 5 UE 15 19 b
HEY) I

10.4 FREBRKEE

10.4.1 4R E FRMEME A (1.00 mg/mL) 43 BIAREL 4 FlAE & By S A8 AR 1 5 4% 50.0 mg (MERf 2
0.1 mg), HIE/AK LB T 50 mL R EFEZE, WIHREEL N 1.00 mg/mL., KHERER
ERERFR B G 7R —20°C RGO AR 6 1 H o I AR R 2 20 °C L IFSEA T
JEAZIE (R IE 7 5 LI S% B) .

10.4.2  4EA= 3K E bRufEdi b a0 e sl R AR AR R E BRERR & 45 1.00 mL TR — 100 mL 24
e, RS BR SRS I S e 25 2 208 IS W h AR R E & B B A 10.00 pg/mL, %
HFAE—20°C TG AR A

10.4.3  #iAZ E bRk R TAEW W - 43 I e W i i A= 2R E IR -G An ME W ) 0.20 mL,0.50 mL,
1.00 mL.2.00 mL.4.00 mL.6.00 mL F 10 mL k25 &), R A E A B 208 i br il R 50 4
b A= B B BE 2 M 0.20 pg/mlL.0.50 pg/mL.1.00 pg/mL.2.00 pg/mL.4.00 pg/mL.6.00 pg/ml,

11 {XEEfMig&

1.1 pHrRF BN 0.1 mg.

1.2 fHEKB IR %

1.3 28 KA,

1.4 AWAL,

1.5 SAMt I,

116 F [CHR W42 150 o sk 375 700 25 B .

11.7 (R CRORE £ 35 50 A7 5 Sl e ) 2% i 5% 1 0 45

12 SHTE

12.1 iXHEH &
B — 2 B AR TR R 20 45 4y e RS ABAE T RR SR L B GV R R A
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12.2 iXEEAbE

EREANFERLAGESEEU YR 2RIFE T EERBEREAG IR LB T2 MR
ShLER . RATREE S IRIE.

12.2.1 &40 A8

FREL 0.5 g~2 g WMAE(HERI = 0.01 @ F 25 mL MF A EMA . MA 0.1 g BHT, A 10 mL #ish
AR SRR A RS IR E R E 2 E 5], i fLAE N 0.22 pm FH LR IE L T A5 O3 FE IR
W RRIERE

12.2.2  Yhik .

FREL 2 g~5 g FEM QR E 0.01 @ F 50 mL B E.OE A 0.1 ¢ BHT, 45 C/KERELL. A
5 g LK BRER A . i i€ 1 min, IBAT, A 25 mL Ui 3l AH 75 S0 BEdR 9 42 1L, 250 % LS W% 2 4
A 20 mL JEhAHE R BREL 1 K, & 01 LI B WA, R B 75 R A s MR 4 A |, T 45 °C
IS R ZE M B G AR L B P R T 20 2 mL B BT 28 RO ST B RS W T, R sh A
R TRB BRI HEE R 10 mL ARl T, @& 2208, 85, Wikt 0.22 pm A HLRIEME G A&
BR300 7

1223 BR EX HHMETEEUHER

PRI 2 @~5 g FE bl GIERR 2 0.01 @)+ 3% P OISO 3 50 A HO(SCH BOH: rh ity i it i o 5 itk
JiE A 5 ROV R e 7% 22 250 mL ZE RN T 40°C ki rh R Z8 IR S0 48 = T IR & R T
10 mLyE sh K AR 6 B % 25 mL A& b, A 0.1 g BHT, 8 75 53104 e 4i 3% 1 ffk J5 o I 2 4 2%
BRI A SR 0.22 pm AHLARUEL TR G R D, R bR

123 BESEEH

(ERTE e S C I VR (1l

a)  OREAE . BEE R (K 150 mm, NAE 3.0 mm, RiAE 1.7 pm) 30AH 245

b)  #EE:30 °C;

o) URBNAH : IE CbE -+ DRCT 2 B k- O 0wk e - FH BETR 5 (20+1-+0.1) ]=90+-10;

d) Wi 0.8 mL/min;

e)  PICRMPE K B R IEK 294 nm, K HTEK 328 nm;

D PR 10pL,

i AT SI60 BEBCHE (FEAS 250 mm, AR 4.6 mm KA 5 om) 53 85 4 FAEF B 57 A 0K AERE IR S AR IEC be 5 1,4
TN (955 R LLBIRR A

12.4  FRiE SR BIME

AR OMR kR F4ELE R E bRl R 51 TR 1RO e 31 e o S 20 0 T A RGO 3
ASCrF I A ey e AR, LA e TR A A A L A TR R TR R JRE A R A A 2 o s o i 2L T LR IR
i,
125 H@lE

TR 28 o SRR € 1 A o3 A, DO A 0 TR AR SR AR 05 e o 3R s v il R SRR B, 7 i
R BRI E 10 ARl []— 03 A o 35 0k o o 00 i, A S0 1) A E 1



GB 5009.82—2016

13 SWERMERR

R o EF W BT W - AR A W e oA R RO R
_ e XV X /X100

X e (2)
m
EavL L
X — EJMHh o AFH L EFTH . - AEFTHER AT S &, BACNZ A 58 (mg/100 g) ;
p o MRIESRMEI LT BR RN T o AT S ET B - T B O F W R A
HIg =T (pg/mL) ;
Vo —EAREBL BT (mL)
S BENT(=0.00D);

100 ——HE rp i DL s 3R i e 58 R AL

m 7ﬁﬁﬁﬁ%#ﬁ,$@jﬂﬁ(g)o

TS5 AR B = OB .

. MAEAER EMNESEREN o EFH 2 (o TE) XA, T FRIHH 44K E(mg o TE/100 g) =o-2E & B
(mg/100 @) +p-EF B (mg/100 g) X 0.5+ -4 F M (mg/100 g) X 0.1+ 84 FH H (mg/100 g) X0.01,

14 BEE
TE S 25 T ARG 9 9 0 S 0 295 2R 0 446 X0 25 (E A B RSP (B 10 %,
15 HAl
LR 2 g A 25 mL B, SR F AR RN 50 pg/100 g, &R 150 pg/100 g,

ZFE KREPELEZIDWINE REGE-HEKRLE

16 JRIE

R IMAGEAE R D, MYEA R D, B[R ALK AR - 28 A AR £ B i i Ak G 3 By 1R Je
UE 3 T T AR ) B I A U [T R AR IR e A W 4 T o S AR 8 Z80UAR (38 C o AR 70 85, R IR B R A L Y
PRIEE

17 R+ A

BRAE S5 A DT AR J5 3k B R 25 S e v 4. JK O GB/'T 6682 ML B9 — 2K .
17.1 K

17.1.1 KK ZEE(C, H,OH) : il , A B A SRV FE K E T ES I AL
17.1.2  $iRILER (CsHO4).
17.1.3  2,6- U T EEXTH B (C; Hyy O) fj#K BHT,
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17.1.4  VEKIBE 1% 71 5147 =100 U/mg.
17.1.5 &AM (KOH),
17.1.6  ZFRLTR(C,H O,) Atk ali,
17.1.7 ECkn-CoHy) : (A% 40,

8

1
1

1

1

17.1.8  Jo/KBRIR# (Na, SO,) .
17.1.9  pH iK4E(pH JuH 1~14),
17.1.10  FEAHABGE (BERS : 6 mL,500 mg,
17.1.11  HEE(CH,OH) . (A 4f,

17.1.12  HER(HCOOH) : A i 4l ,

17.1.13 W4 (HCOONH,) ; (o4l ,

17.2 i FIEEH

17.2.1 S AL (50 g/100 @) :50 g A ARSI 50 mL K 2 R TR O,
17.2.2 ZBROEE-TECREIFI (5+95) I 5 mL ZFRZERIAZ 95 mL IEC ke, IRA].

17.2.3 IR WG IECREIFTR (15-+85) : i 15 mL Z 8 LBE A F] 85 mL 1EC ke 1R 2T .

17.2.4  0.05% W #R-5 mmol/L W R BV W FREL 0.315 g H AR, N A 0.5 mL IR .1 000 mL /K% fift ,
IR,

17.2.5  0.05% M #2-5 mmol/L 2 & H B i - FRUX 0.315 g R %%, M A 0.5 mL HI#Z .1 000 mL H!
P 5 il R PR ST o

7.3 fREm

17.3.1 4EEZR D, i fh SR (Coy H, O, CAS 5 .50-14-6) , 4[ J& =98 % , 8 28 [ F N UE I 52 T b vfi
Yy T AE 5 04 A 1 I

17.3.2 44K D, brdidh JHESALEE(Cp, Hyy O, CAS 5 :511-28-4) , 4 fF =98 % , B & [ N E I % 7
o 90 SO AE 5 14 s 1 400 5

17.3.3  4E/E R D,-ds WHRE (Cos Hiy O-d;) 1100 pg/mlL,

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

17.4 FREBREEH

17.4.1 AR D, bR s . MEFIARIRAEAE R D, brifEdh 10.0 mg. A% 40K & B i 0T 2 45

% 100 mL, W BE 2R 100 pg/mL, 5 8 E AR @I FD T . T — 20 °CUKA % JHARE . A RUH 3 4

Ao I RTS8 409306 5 B 1 A 1 LR 3 (2 I 9 DL B 5% B)

17.4.2 422 D,y bRvERE A I ERIAREZE A= 2 D, ARUE S 10.0 mg, H @3 40 oK 2B it )F E &

%10 mL, il BE L H 100 pg/mL, 5 ZE 100 mL B4 @K FH T, T — 20 °C ok4a o3 B3R AF A &L

W3 AN H o I PR S A0 43 56 0% B A% 1E Rk B (R I 5 vk UL 3% B .

17.4.3  #E4E 2 D, bRl B P - e W4 A2 3 D, FRifEfif 25 %M 10.00 mL, FH U S AHFR BT 45

% 100 mL, K2R 10.0 pg/mL, AR 1 AN o BRIV B4R OE J5 R EE 3T 4R

17.4.4 225 D, b v 8] I« o 1 R AR 2 D AR UEGE T 10,00 mL, FH I S AR B O e 2%

% 100 mL A @A R ELA N 10.0 pg/mL AR 1A . dERHRE KR IE ROk ERTE .

17.4.5 A D, 4R DIRA i M FH W - 80 W 4 248 R D, M4 2 D, Ar o o o] i FH 45

10.00 mL, R AHF B E A E 100 mL. ¥ E N 1.00 pg/mL, A& 14H.

17.4.6 4EAFK D,-d, FIZEAEE Do-d; WARTR AW 3 J B 100 pL ¥R 100 pg/mL 44 R

D,-d; A4 Dy-d, BRAERE &M 10 mL & B BEE 25 Be A 1 pg/mL A W, H3L
9
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W11MH,
17.5 tREZRTBRBOE

Ay BIHER W B 4E A 2 D, A D IR A bR MESE FI W 0.10 mL,0.20 mL.0.50 mL.1.00 mL.1.50 mL,
2.00 mLF 10 mL fF @R & A4EAE R D,-d, M4E4EZE D-d, WARIRE W] 1.00 mL, A
ERBZE RS AR RS T AR WO B 4 5% 8 10.0 pg/L.20.0 pg/L.50.0 pg/L.100 pg/L.
150 pg/1..200 pg/L,

18 {UEEMiZH

ST R LR A5 A A e . 2 TR 31 0 B T R A Mk
18.1 2 #r K P il 0.1 mg.
18.2 W 14 1 25 BUTE IR %35 KV <A i BN R T RE
18.3 T kAL,
18.4 AL,
18.5 SN,
18.6  ZEHULA IRV A% .
18.7  ZUIEEIRTENR T 7%
18.8 =R R LA = 6 000 r/min,
18.9 R BCHRORH €0 15 £ B BT 315 A3 - 2l H W5 25 2 1 UL

19 HH$TE

19.1 KEFEH&
W — 7 B (O RE S R EOR 2 4 0y R I BUS  AEAE TRE SRR D Y A T, SRR E
19.2  iREEALIE
SE oAb o SR G 26 1 R L T RE SR G HRAE
19.2.1 B
19.2.1.1 REEBH S

FREL 2 gC WERRZE 0.01 @) S FALBEAYEE T 50 mL HEBLEH . IMA 100 pL 44 E D,-d, Al
Yerf 2 Dy-dy IRANFRIEWAM 0.4 g PLIRIMAR . AIA 6 mL £ 40 CHE/K,iWHE 1 min, AIA 12 mL Z B,
TATE 30 s, FEIMA 6 mL S EALH W W IE 30 s Ja i AE IR PR35 %% . 80 °C i L /K 18 ¥ 3% 30 min
CHnAE S 4 48 o B AT 43 B 5 min~10 min BUH B HE 0.5 min)  BUE AR KRR .

. — R AKIE I 30 min, W1 ALY G W A VR L T AT i I R O I Y A KR Ak

19.2.1.2 &iEMER

FREL 2 g(ERAZE 0.01 @) S B HIXAE T 50 mL HEEB.LE P, A 100 pL 4E4: & D,-d, 1
Ye k& Dy-dy IRA NFRIEWA 0.4 g TEMEE . A 10 mL £ 40°C K , i ATH IR 7 25, 60 C B 1E
TR 30 min J5 , BUR AR KB FEIR , 17038 215 1 B i B P ImA 0.4 g BUIR MR .12 mL B, 14 JiE
30 s, FHMA 6 mL S AALEIE R . IR HE 30 s JE A HIRIR G #8517 19.2.1.1 B4k 30 min,
10
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19.2.2 &I

[ ¥ 5 W 2B P A 20 mL IE & %8, I BEFEHL 3 min, 6 000 r/min 254 F &0 3 min, 5 -
ZEE WA 50 mL B0 LA 25 mL KBRS 30 YKL 7E 6 000 r/min Z&4F R B0 3 min, B EZ AL
THEH .

19.2.3 &L

H4 i J2 [ AH A BUREAR W H 8 mL T8 £ % 1L . 8 mL IF O ke 4 , B & W 2 3B ok 4, B 6 mL
LR OTR-1EC AR (595 Wik, A 6 mL MR ZBE-1EC BeiA W (1585 Vet . Ve 7E 40 'C T 4
AT LA 1.00 mL HUEE, I8 BE 30 s. it 0.22 pm A HLFR 38 AL ER 0 2

19.3 UHFEMESH
1931 BESEEZHG

[uRi e S CS TR (1

a)  Ci K 100 mm, #E4E 2.1 mm, BEDRPR AR 1.8 pm) , BUAE 2 255

b) AR 40 Cy

o) UBAH A:0.05% HR-5 mmol/L W R W s i sl AH B:0.05% W R-5 mmol/L HI & &% H B i
T 5 YL 3 AH R R E L3R 25

d) W .0.4 mL/min;

e) M 10 pl,

®2 mIBBEEBEE

B} i) WA A WA B i
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

i S % 5 .
a) MK ES;
b) RIS 375 T
o) BRI .12 L/min;
11
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) WEHEHL 500 V;

e) ZFAAIE T 172 kPa;

D BYEHRE 4500 V;

g) TR 325 Cs

h)  FEEA W 10 L/min;

D 2RI (MRM) B,

B L HL R R 9 B B L ER 3, RS EI L Cl5

R3 HEED, NELEED, RESEEH

- 4 B4 B 1] BT ENTET Tl 45 W EET T Tl 45 W
- - min (m/z) (m/2) eV (m/z) eV
! 379 5
#HEED, 6.04 397 107 29
147 25
‘ 382 4
#A % D,-d, 6.03 400 110 22
271 6
X 367 7
ek D, 6.33 385 107 25
259 8
‘ 370 3
#E R Dy-dy 6.33 388 107 19
259 6

19.4  HRiE 2 B9 HIME

PR HEA R D, FIZELEZR Dy i 2R 50 AR R e AR e B B ok FEAR R A, LA R D, (HEAE R
Dy 5 R [R5 28 A A A 0 T AR LU AR A A b, DA AR 3% D, (HEAR 3R Dy A E 2R 51 T A 90 38 A A A B
IR R D, HEE R D ARl £,
19.5 #ERNE

K o DR YRR U AR 4 8 5 D00 0 - R s 0 W T AR L AR B s o b e A B 0 i 4R R R D,
HEA 2K Dy BHREE . I AE I B e 7 (RO 7 b v o 2k 2 Vi R AT e P Y RO L 9 UK
Wit 19.2 AT AL PR S FEAERE ST

20 AWERMERR

AP AR D, HEER D & X G5
_p XV X f X100

X - ceeenn(3)
K
X — B AR D, (AR DO S AT H 7 (pg/100 @) 5
o — AR HEM LT A BB P 4R 2R R D, (Bi4EAE R Do) B EE, B0 D Tl B 2
(png/ml);
V. — AR AT (mL)
;o MR

100 — iR FE i LA 100 53t B 455 280
12
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m —ﬁﬁﬁﬁ’]f/’r\ﬁ%,iﬁﬁﬁ(gh
TS5 AR B = A BT
e AR ER S EREAEE D, MAEAR D, HEEE DWW ELSRUGELEE D, MYGELEE D, S22 H.
21 HEE
TEH VRS T ARA 0 TR U 37 0 45 R 1) 2466 X6 22 (E AN i SRS (Y 15 %%,

22 Hft

MR 2 g N AR D, BRI R 1 pg/100 g /R 3 1g/100 g; 443K D, YA H R
4 0.2 pg/100 g; PR A 0.6 1g/100 g,

FWE KERAPEEZDNNE SUHREREE

23 i

P R 4E A R D, sUAEE R Dy S A £ Wi i e Al CFr TR R 51 P e Ay Tl I i) | B K
el e i i o P IE AR R AR (3%~ ) 4 L SR RGO @35 Cos i (3 0 18, 20 58 A0l A A
DA, AR EE (BAMRED E i, W EREER D, o AR Dy EASR e 464 % D, /T H]
=2 D, fENAR .
24 W FFNE AR

BRAE 53 A BT AR J5 3k B GRS e v 4. K GB/'T 6682 ML By — 2K .

24.1 Rk#H

24.1.1 K LEE(C, H,OHD - il , 88 50 R S R i A ik L AL,
24.1.2 PUIRIMFR (CHyOg) .

24.1.3  2,6-RUT B H M (Cs Hy O) : fif 78 BHT,
24.1.4 FEALH(KOH),

2415 ECkE(C,H,,0),

24.1.6 Al (C.H, O, WA 30 °C~60 C,
24.1.7  TKEREREN (Na, SO, .

24.1.8 pH L4 (pH {EHE 1~14),

24.1.9 HEE. @k,

24.1.10  VEKIEE -G S H =100 U/mg.

24.2 X3 EEHI

24.2.1 SEALEIVER .50 ¢ SAEALET A 50 mL KA B HGEEE TR 2 AT R .
24.2.2 TFoOlE-HOBERATD B8 mL FHEMAZ 992 mL ES ks B . BHEI<. & H.
24.2.3  WE-KEWRO5+1) 5 H 50 mL KA ZE] 950 mL FEEp IR AT A AL & H .

13
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24.3 R

24.3.1 #EEFE D, FRMES E5IEEE (Cye Hy OLCAS 5:50-14-6) , 4li i =98 % , 5 45 [ 8 A 3 4% T br
YE ) JSUE A5 ) B 9 I

24.3.2 HAEED, bR MEESEEE (C,,H,, O,CAS 5 :511-28-4) , 4 >98 % , 8 & H 5N IE - 32 7
T Y 200 U 5 18 o 0 5

24.4 FREREE

2441 HEAER D, bRUEM SR MEFARIEAE ZR D, fRifES 10.0 mg. A4l T0K & B 0T 2 45
% 100 mL, T HKREL N 100 pg/mL, %8 245 A KT, T —20 CrkA & 30844, A %00 3 4
H o i RT3 06 6 BE A I MR B (RS IE 7 ik 2 WLHESE B .

24.4.2 YEHEFR Dy bRUERE AR MEFAREUAEAE R Dy ARUES 10.0 mg, H G 4 TC K £ BE Vil 0T 2 45
100 mL,ffi W 2% 100 pg/mL, HBE 100 mL AR @R FDE b . T — 20°C vk 48 b % B A7 A
O3 AN A L IR SRS 6 B IE MR B (ROE A S W% B .

24.4.3 YA D, bR B HEGR WO AR R D, AR UERE I 10.00 mL, i Sh AR BT E A
% 100 mL,KBEZ N 10.0 pg/mL, AR 1 AN H W0 B2 # AL E J5 vk FE 4T 35

24.4.4  HEHE R D, bR B HEGR WO AR R Dy AR UERE I 10.00 mL, IR Sh AR BT E 2
% 100 mL BFR AT W2 R 10.0 pg/mL, AR 3 A H R I B F A E J5 A vk BE ST
24.4.5 YR D, bR fE T ERZE A D, AR R A 10.00 mL, FH T S ARG BEOE G A &
100 mL MFR A BT MR BEZYSH 1.00 pg/mL, HERH IR BE 4% 1 1 IS AU VR L4 57

24.4.6  YEAE R Dy bR BB ZE AR D, AR R AR 10.00 mL, FH R S ARG BEOR E A &
100 mL MFR A BT R BEZYSH 1.00 pg/mL, HERH IR BE 4% 1 1 IS AR L 4T 57

24.4.7  bRUEFR GV W O -

24.47.10 HHZEAR D, AENBRINEZEE R D,y B, 43 0 E AR WRAEE R D, AR e S ) 0.50 mL,
1.00 mL.2.00 mL.4.00 mL .6.00 mL.10.00mL F 100 mL #3 A 2&&H T &M A 44 2 D, WFRER
5.00 mL, H W s 25 £ Z1 IR 51, seAnfE R 90 TAEW W E 79 0 0.05 pg/mlL.0.10 pg/mL,
0.20 pg/mL.0.40 pg/mL.0.60 pg/mL.1.00 pg/mL,

24.4.7.2 M4 R Dy AENARIE 4R D, W, 43 5 HEGH AR AR R D, Ao b a) 8 I 0.50 mL,
1.00 mL.,2.00 mL.4.00 mL.6.00 mL.10.00 mL F 100 mL ## A& &I A 44 R D, WA’
5.00 mL, FHIH e R EZE RS . Wb RS TAEWRE 53 %4 0.05 pg/mL.0.10 pg/mL,
0.20 pg/mL.0.40 pg/mL.0.60 pg/mL.1.00 pg/mL,

25 {NEEFNIEE

SE 0BT A LS A5 A A P T . 4 TR S 0 TE B TS A U
25.1 At RFEd Sl 0.1 mg.
25.2  WEJIBEFERS A I FE IR TIGE .
25.3  JiEiE A KA,
25.4  EWAL.
25.5 EAMPLCETT.
25.6  FBUALIR A .
25.7 2t £ I AH RO G R A3 HE R Al T A S 2 L R AR RS IE 500 pll RE IR,
25.8 SR R ACHRURE €5 3% 3 M A A SR A B R R ARG I 2% L IR RE SR 100 pL B EIR,

14
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26 HHMTE

26.1 XHEHE
B — 2 B AR TR R 203 45 0y BRI RS GABAE T RE SR B GV R R A2
26.2 iXHEAIE

Ak P R s G 5 SO IR R R RE R ERAE . ke S S A 4EAE R Dy mIH4EAE R D, N R
WA EHHEAZR D, n] AR Dy AR 5 75 00 HT SR 5 5E 1 o (5 5 285000 o] Wi 5 BE 1 2 AR 220K .

26.2.1 AEEBEM

FRICS g~10 g(HERA % 0.01 @) £ 34 oAb #1450 g (MER 2 0.01 @) IARHFE T 150 mL
SR BE IR s BEARR AR T I 20 mL~30 mL JE/K, A 1.00 mL P4 A5 (8 FH W Canil 2 48 4: % D, H
ek R D, MERAR; Il E 4 D, 04 AR D, FEWAR D A 1.0 g FUIRIMER A1 0.1 ¢ BHT, R
5. A 30 mL Jo/K B ANA 10 mL~20 mL SR ALER A W 1 IR 4% IR 2105 THE IR G T B PE 4%
1= 80 “C Il AL 30 min, BALJG 7 B KIS B = .

AR AL ] 30 min. G AR W HUS L 0T VR L AT G L 2 AR O M A K AL

i i) .

26.2.2 EiERME®

FRELS g~10 g 2 0.01 @) 2 3 i 4b B 1 [ R B AE 3 50 g RS 8 2 0.01 o) W IR K F
150 mLFJE B - B AR EE T A 29 20 mL 7K . A 1.00 mL Y bR H 7 Cln il 52 4k 4= % D,
4 E R Dy AE AR 2 e £ D, HZEAEZ D, FENFRD T g TEMEE ., A 60 “CHE IR KB IR
30 min, [ BB P 1.0 g PLIR AR A1 0.1 ¢ BHT.IEA). A 30 mL JG/K ZBE,10 mL~20 mL
LSRR I IR R A S TR IR #E Ty B Pk 4% 1 80 °C Il i K2 Ak 30 min, B AL S 7 B FH A K
BHEEE.

26.2.3 #E

F AL 30 mL K& A 250 mL 5 W 2 H . IMA 50 mL A7 it . PR35 B 5 min B F 2
Wi E Y — 250 mL W4 WIR ST L i A 50 mL 9 4 i kPR ZE B, A R B2 .

26.2.4 %%

M2y 150 mL K BEHREEZ , A B2 3 0, H 2 BE Ve = P T H] pH 48R I R R W pH
{ED s KBR MR,

26.2.5 K%

W VR BT B BE 2 2 TCKBRIR B (29 3 @) U8 A 250 mL Jief% 28 SO s A <k 46 & b, 112 15 mL A1
ik b e 2 YT S S TCOK BRAR B 2 U T AR RN L JF A A e e 28 e 4 el R e 4 A B 1 40 “C oK
T T 2R IR B G A R BE R R 29 2 mL WL IRCR AR AR E T N IEC K E R R 2 mL,
0.22 oA ML AR I8 IS0 8 3t 1 T 48 TE R w55 2800 AR (3 R e o 4, AL T IO

15
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26.3 WEFH
26.3.1 #HEFRD FiKEEL
26.3.1.1 ¥ FIFEHESHEERIESERHG

e il £ WEAH B OB (5% S % ARSI .

a) (AR R K 250 mm L AR 4.6 mm . RiAR 5 e, BEL ) S5 PR RE G (L REA:
b)  WEITM e b IES B+ 1D FHH AR5 0.8 Yo A S 5

¢) V.1 mL/min;

d) P 264 nm;

e) HIR:35°C +£1°C;

D R 500 pl,

26.3.1.2 FHIHEMASREERERFERERRE

2y 1.00 mL 4E4E R D, F1 Dy b K T 10 mL B ZERE P, 78 40 °C 2 CTRZA R E
WA, BRI 10 mL IE CGedR G i . BOZIEI 100 pL FEABOAH @35 A b I, 0 € 484 R D {R B
WP IE] . SRJEHE 500 g R TE A WROAR (3 (S0 AR 4 A2 3K D s o A TR P IR ] A 4 A R D R )
TE D, FREE T 40 CARB AR T BURHER A 1.0 mL BB, 508 k3% W i, B 4E2E R D
072
26.3.2 RERBEBIESESH

SAHWAH 815 2 2% 250 anh

a)  EIEA . Coft, HK 250 mm AR 4.6 mm, KiAR 5 pem, 3CH [F] A5 P BE 1) (O35 4
b) WA H 4K =95+5;

¢) Wi :1 mL/min;

& KPR 264 nm;

e) FER:35 C £1°C;

0 100 pl,

26.4 #HRifE & EIHIE

PR 4E AR D, BAEE R Dy AR RS TARWOE A SR @350 A B e R D, MgEd: R
D, WETIAR . DA 0 T AL O AR AR AR AR R D, slHE A K Dy A vl AR W0 A A A s 731 222 7 4
AR D, B4R Dy bRl £,

26.5 TERINE

W AR 2R D IE W 100 pl A BRCHIBAH @ A0 45 20755 00 4 55 P9 b 49y 1) 0 T AR L AL S AR 9 A
e AT BRI P 4E A R D, (BAEZE R DO R .
27 SWERHRAB

AR YRR R D, (B4 4R R D) & (O R
_ e XV X /X100

m

X

ceeeen(4)

16
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X

X — R PR D, (B4R DO W& & B B H 5 (pg/100 g) s

o —HUIEAREM A B A A P 4R AR R D, (BUZEE R D) B EE L B N B B 2 T
(pg/mL);

V. ——ECkEE AL B Z T (mL)

Fo TR R R R AR AL

100 —— iR FE DL 4 100 Foit B s 280

m iR ARER R B R T (),

T 45 B8 = A OB

16 5 2 M A T AR A5 10 W U S I A8 4 TR 1 A X 22 (R AR i SRS HIE R 15%
Hity

LR 10 g I 4E4E R D, s D, RN 0.7 pg/100 g @R RN 2 pg/100 g,

17
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Mt X A

Al TKRZEFERUREER X

AT R

A111 HEPRER,
A1.1.2 A5k,
A1.1.3 &K,

A2 RFIECH

A 121 SYORSERAR A - FRH 5.00 g fHERER . N A 100 mL /KE i i A7 T4 DR

A1.2.2 107 E A AL - PRI 10.00 g EAEALEN, A 100 mL /KW . A7 TR S IEH .
A1.2.3 BRI IR E 5 VORERAR . L E AR ) TOTE FERT L I AR 10 %0 S AL BN
K UUTE » B ZUK B UUTEH 7

A 13 BEFAE

W2 mL AR TS P A B ZE R A PRI SR A A A B A A AR
B SN, MR 7s Z e A T

A4 R

o (35 40 1 K L BRSO A L BEE AT B EE AL PR Y 2 g i RAR S T/ B oKL L 4 ¢ AL AR
BHTFROERCEWEMA 1L Y IREG CERA 2 d R KRR, 20008, B 28R P 2218,
#2150 mL ¥ .

A2 ZBpEEUMRETT X

A2.1 RFH

A2.1.1 WALAR,
A2.1.2 TER.

A.2.2 kB

A.2.2.1 10 % BAL A AT FRER 10.00 g BUABAR A 100 mL /K A A7 T b D
A.2.2.2 0.5V PEMTEW . FREL 0.50 g Al IEMEVERY . A 100 mL K& i, il A7 Tl K

A2.3 BIEAE
A5 mL Z B 1 mL10 % AL 40 AW . PR3 1 min, 7K E R H A 4 1 0.5 UIEM AR . KEE
W, LG A

18
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A2.4 ZRAE

e 1 35 211 TC K £ Tk SO BUAT U0 HEA T FE 2% T A% S TR 5 7R 2SR P B Al Bk 22 S A B F
2 10 0 I HRRCRT 10 20 5% B K

19
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Mt & B
HERADERERRRERERE

b F A MR R DA R E AR S S A A R AT RO AR R T

a) B AR EAR AV 50 pL T 10 mL MR, K B A 2201 8 IR 5,
1 em Ay 58 FL AR, LT /K S BN 25 (A5 b, #4038 B A I I 4 0 s LM e

b IR R D, HEAE D, FRMERE A 100 pL T4 10 mL Bk ORI, e K 2 B
ERBZIE GRS 1 e GH A, LLUICK BN S A S L 353R B A2 3K
E LW BE

o S o EFH W S AE B W - L H B O B AR E RS A VAT 500 pL T 45 10 mL AE A R
WP K OB E R EZE R 1 em ARG, L TKZE RIS, kR
BL1 A 9 4 s L R

Mg rE R A il R E diged: R Dk E#% 0B DA .

x =4 2101 e (B
K
X A RIS MER RO B PR O R T (pg/mL)
A 2 R R - 258 AR A
10" —#5E R AL
E AR 100 0 R AR AR ZAH R B A TO6 R BUILER B
FB1 MEBRKEREBIRKERHY
EEaE7] P /nm EQ% L@ R %80
oL BB 292 76
BHEHE W 296 89
yAEHE W 298 91
- H 298 87
P 325 1835
#eE R D, 264 485
4eE R D, 264 462

20
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Mt % C
ik E

C.1 4B EARUEW IR Coo BESCAH B35 WA C.1,

15.0

mAU
dela-hpmy  WERE
10. 0
alpha-E & B
5.0
0.0 -~ -
#/min
5.0 T T T T T T T T T T T

T T T
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 C1 #EZERERECHERERIERE

C.2 YT ARUER W Coo B RA IS (2.5 pg/mL) WWE C.2,

100

mAU

VA

75 |
504
25 ]

L
T N /1.

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 C2 HEZEAREBRR CHEREEIER(2.5 ng/mL)
C.3 YR E bl wimt & 2 i & W E C.3,

beta—4E BBy
2.5
gamma—4 B By
2 -«
alpha—4E &}t

1.5 1 delta—E BBy

11
0.57 L

0 5 10 15 20 25
{/min

C3 H#EFRENMERABEEHBIEE

21
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R R D M4 E D-d, A FRER R 100 png/L 1 MRM JT i 3% & WL C.4.
’% x10 i $4EFD, 385>107
: A
. éEGEng—da 397>110

I N £\

0 Ny YWAN

4 FED, 397>107

5 A

0
10 1
: 4 #E4EFKD,~d, 400>110
2
0
2.5 3 3.5 4 4.5 5 5.5 6 6.5 7 7.5 8
#/min

C4 HEZEDMUELEZE D-d;, BEHFABFR 100 pg/L B MRM JRif @ik &
Wk s nge 2 R D M4EA R D-d; RS IRIER I 100 pg/L B9 MRM i 4435 & WL IE C.5,

2
% x10 YeAEFD, 385>107
1
: __A
1
0 Y2 KD,~d, 397>110
2.5
0 -
x10 2 $4KD, 397>107
00 Lﬂ_h/v/\_,_ﬁ
o~
xo! 4D, ~d, 400>110
2
0 J

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

B C5 MMpRmMEER D MYELEE D-d, BEHERK 100 pg/L B9 MRM FTik &% E
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