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3.2

3.2.1
3.2.2
3.2.3
3.2.4
3.2.5
3.2.6

BRAE 53 A UL AR J7 3k B AR 32 S 2 v 4. K O GB/'T 6682 MURE i — K .

Wl

IE THE(CH,CH,CH,CH,OH),

BREULH LK Fe(CND, ],

AEAH (NaOHD

e (HCD,

WA (CH,COONa « 3H,0),

7k 2, (CH,COOH),

H 2 (CH, OHD .« a4,

FAE AL B (P, O5) 83 & L85 (CaCly) .

AR IR AN & e 4 R By B 1 =800 UG JJHAA7) /mg,

10 JEASME VA& 4R AR B, LG S =3 700 U/g.

3% 7 B s
BREALERP I (20 g/L) FRHEL 2 g BRAALER KB i IF 8 2 100 mL, ¥85) . Il FH AT BC 1 .
AW (100 g/L) FREL 25 g A E AN, KIS IFE 45 2 250 mL,#25],
M R AL AR B 5 mL BRFEAMIE S 200 mL SALANIEWOR G 1S . I AT RS 6 .
AW (0.1 mol/L) : M 8.5 mL 2, /KB ZE 1 000 mL,#%4] .
MR W (0.01 mol/L) : HHL 0.1 mol/L LR 50 mL, HKH B I 4 % 500 mL. 4857,
RNV W (0.05 mol/L) . FREL 6.80 g Z R4, I 900 mL K. Kk Z ¥ pH H 4.0~

5.0 Z I, MAKEARZE 1000 mL, £ 0.45 pm AL ML 38 5 .
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3.2.7 ZMRENFE WL (2.0 mol/L) FRUL 27.2 ¢ ZWRAN, HIKVE M IF € ¥ 2 100 mL, $52).
3.2.8 RABMHAW PR 1.76 g AJNE B 1.27 g JE R B, K SE 2 28 50 mL, i3 JiE o fff 22 TR BRI Ak
Ve ARAT o I FH TP KRR 20 5

3.3 KRES
2 B, AR B RBIE (C, Hy, CIN,OS » HCD),CAS.67-03-8, 4 FF>=>99.0% .
3.4 FREAREEH

3.1 4EER By ARER A (500 pg/mL) « HERH PR I 2 TR AL W a3 S A0 A5 T4 24 h (9 3h IR iRt ik
FHRUER 56.1 mg CRE I £ 0.1 mg)» #124 F 50 mg Bl % . 0.01 mol/L h B2 I WA M IE & & &=
100 mL, $£%), BT 0 C~4 CKA T ARAFH R 3 .

3.42 HE/EFR By ARMEP R (10.0 pg/ml): HEHIEE IR 2.00 mL bl ff 4 10 FHOK 6 B OF E 25 2
100 mL, $8%5), Il FH i e 1

3.4.3 H/EFE B bRfERIITARW WAL By AR MEHR I 0 p1.50.0 1,100 11,200 pl.,400 pl.
800 1L, 1 000 pL, FIZKE 25 2 10 mL ARl RS TARWR 44 2 By (9535028 0 pg/ml,0.050 0 pg/mlL,
0.100 pg/mlL,0.200 pg/mL,0.400,g/mL,0.800 png/mL,1.00 pg/mL. i BB H] .

4 {UEEFLE

4.1 R BCRORE AR L TE B A T £

4.2 TR &l 0.01 g F10.1 mg,

4.3 B.OHL:FEE =4 000 r/min,

4.4 pH T KB 0.01,

4.5 BN G K% BORKT 10 000 r/min)
4.6 F A TR T AR B R K TR AR

5 TR

5.1 XEMH &

5.1 WM ER I A AKE i R R LIRS 1 20 U5 L S R SE BT UK v g

5.1.2 Bk R B ZE 500 g ZEATRE A (A 2RI 250 @) o JH A3 AL B B A AILKE B i 2 5 )
i 45 21 5 1 — B 2 9% L 37 BRIV SE BT KA Hh R YRR A .

5.1.3  Hifth &K B RS A FUAKE S S K BAE 15 % 2247 I 9, B 100 g Z2 45 #F i, F RS BR MUK BE &
By« 45 25 STk — BOR R R o S RV B T KA e R AT

5.2 WEARKH&
5.2.1 KR E

PRI 3 g~5 gOR A 2 0.01 @) [ A FE L 10 g~20 g WAREURE T 100 mL HEIR R Hh Gy A5 9 Jot 26
T2 60 mL 0.1 mol/L $hMRVE M - T /045 50 - 26 L HORZE T IR K E @ 121 "CAR$F 30 min. K
ZERFF N E 40 CLUF U B EEEG T pH IHE 2R 2.0 mol/L ZMRENIEIIESY pH 2 4.0 & 45,
A 2.0 m L CRTAR 456 il 3 3 A ) 3 24 98 8¢ F 5O IR & BV . R 20 )5 . B TR IR A b 37 C ik (&
16 ho s R B e B = 100 mL AP HUKE R B2 852 B0 sE T o B s

2
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5.2.2 WKLTEMN

HEF R E F R FIE W I8 2.0 mL T 10 mL i W A 1.0 mL Bk 2k 000 209 . 1 e 1R
AJa S HERRIMA 2.0 mL IE T B, FRRIABETR 2 1.5 min J5##E 29 10 min 8035 8.0 7850502 5 IR
ETEACERE)Z 0.45 pm A HLGALUE L8 OB T 2 mL B @SRRI B . 5 10 b 4k
AR By VR R 2R 3 LI e v R I T VRO RS AR UG - A A A HERE

J3 2.0 mL bRifE RS TAEW , 50 R 2D A7 1 AR 4k

E O BRI 4 h R E .

2 5.2.1 A1 5.2.2 $RAF o B R 7 5RO IR G B IR BE R 5T

3 BURUT SR SR IO B AT AR S I L MR R By R TSGR IR AR . 3R BOR 2 S B A AL S . TR AT A i 4

A By B IR R LR, O AN AR TR ARE B 224 I SR B B AR R B ¥ Ak S T AT A L A A
AW 1k 12.1.3 #4r.

53 MUFSEEM

5.3.1 A3 Coy A @IS OB 5 pm, 250 mm X 4.6 mm) B A Y % .
5.3.2 BN :0.05 mol/L Z R4 M- BE(65-+35),

5.3.3 Wi#:0.8 mL/min,

5.3.4 KB K kWK 375 nm, RS 435 nm,

5.3.5 #ERER .20 pl.

5.4 FRiEHZRIHIE

R b v 22 90 AR A2 0 AR OB @ ASO 0 5 AR L A A 3R By I T AR LR 9 T AR Y
W Cug/m 1) g R A s o LA T A A 0 A A o 22 il o ol 25

5.5 KB AKRHNE

TR 5.3 (T 25 R R AT AR WG A R R A AU A B4R AR R B R i T AR AR B B
M 2T S B R N P 4R AR R B BRI

6 SHERKRR

AR 4EE R B (LU IR R 1) & 5 e (D3R
cX VXS

AR % 100 N G 1D

A

X — AP AR B (BRI W& &=, LA 25 8 A 5 (mg/100 g) ;

H b 7 T R 2 A IR (PR IBGRD 4k 2R R By VR EE L BRSO Bl B 22 T (pg/mL)

Vol (P B8O 19 78 AR B Ry 2 T (mD)

S 1 38 8O A7 A= 1 A R A 4

m — R BT A 5 () .

P14 5 ULEE 52 1 25 T 3RAS 1 R v 0k 7 0 5 5 R I B R S A R S5 SRR B A R

e BURE I AR R A i LA R A 1121, RS AR R AR M R A A

c

7 WmEE

TE T SR 2R PR BRAT B T 0 3 0 S 9 SR 1 26 6 22 (AN AR BER S BI{E Y 1006
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8 Hith

MFRAE R 10.0 g B # BOARBRAE 7 Ik e AR R g ah b i 2B R By R R 0.03 mg/100 g,
FEMR N 0.10 mg/100 g,

ETE O RENRKREE

9 R
i JHg 2 A A P R A B 7 Y P AR A U I (0 R A SN R RGN LR O R R PO EAER

AT S LR AT HAR DY) BT e 52O 2 06 J3E 55 WE I (5 3K 4 A0 AE LU L BRIV 9 P B AR A A E
oo ke b & A B £ L W 220 B 1 S R A B (BRI 2R S 2 By B AR DL TR A ORI E

10 A0 44

BRAE S5 A BT AR J7 3k B AR 32 S e v 4. K O GB/T 6682 MURE Y 40K

10.1 k#

10.1.1 FTE(CH,CH,CH,CH,OH),

10.1.2  Jo/KBi 4l (Na,SO,) :560 CHEEE 6 h f5fHi .
10.1.3  ZREAHI K Fe(CN); ],

10.1.4 HAH(NaOH),

10.1.5  £R#R (HCD,

10.1.6  Z R4 (CH,;COONa « 3H,0),

10.1.7 ¥KZ B (CH,COOH),

10.1.8 A1,

10.1.9  MHERAR (AgNO,).,

10.1.10 W HEy4E(C,  H Br, O:9)

10.1.11  F4A4L =8 (P, O-) 8 F 41k 45 (CaCly)
10.1.12 SE4E# (KCD

10.1.13  VERYEG . AN & 4B R By BTG J1=3 700 U/g,
10.1.14  RJREE B AN S 4EE R By BTG J1=>800 UGHE JJ#L1) /mg.

10.2 370 B2 )

10.2.1 0.1 mol/L #h R W . B HL 8.5 mL ke, /KM BIF 2 A £ 1 000 mL,$25],

10.2.2  0.01 mol/L RV : & M 0.1 mol/L R W 50 mL, /KM B IFE 4 2 500 mL, $£5].
10.2.3 2 mol/L ZMR¥A WL - FREL 272 g L RN K IEMIF 2 4% 1 000 mL.#&5],

10.2.4 RS WL - BC I A 3.2.8,

10.2.5  GALSI W (250 /L) BRI 250 g SEALHR . HIK I i E 45 % 1 000 mL, #%%]

10.2.6 RS ALH (250 g/L) B HL 8.5 mL #hiR . H 250 g/L SAL# WM B IFE 4 2 1 000 mL,
5T,
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10.2.7  SAAALENE W (150 g/L) : FRER 150 g S AN HIK I i F 45 % 1 000 mL, #%5] .
10.2.8  BREALEIAE W (10 g/L)  BRHL 1 g BRUIL 81, /K @8 0F 2 5 & 100 mL, #24), TAR G N
AT .
10.2.9  BRPESRFEALHE W - B 4 mL 10 g/ L BRF LS A W (10.2.8), H] 150 g/ L S48 Ak 4 v W s R
% 60 mL,#E4) . FIRTEEMED B .
10.2.10  ZFRIEW - 5B 30 mL WK%, /KRR BEIFE 45 % 1 000 mL, $5),
10.2.11 0.01 mol/L A BRAR W - BRI 0.17 g MR . H1 100 mL /K )5 . TAR I T IR A .
10.2.12 0.1 mol/L A E AL FI¥ W - FRE 0.4 g F AN /KM IT 2 25 2 100 mL £85),
10.2.13  WRH B (0.4 g/1L) FREL 0.1 g Ly &%, & T/ i A 1.4 mL 0.1 mol/L & % fk
BV RO R 2 B D R K 4k SR B B 58 A TR R, FHOK R B 250 mL,
10.2.14 35 PE A GE WA - FREL 200 g 0.25 mm (40 H)~0.42 mm(60 H) A& A F 2 000 mL 3K F K
L imA 10 A5 T HAR R B $2 30 W 16 1) R TRV W Fk % 10 min, § 8 )5 . 7 K BIF W, FEIN AR 2 R ¥
W B — UG FEA 5 A% T AR ARG 3 30 b s 1) #4250 g/ L AL FR M . R %5 15 min, B F VG W 7
A CRRESW W23 10 min, B B RE SR G HKEEEARA T E T

ABE TR EMEEN I B mL R BIE R QRO T 5 mL & %, In AL 0.01 mol/L fif§ i@
PRV R B A VM A WUR A R B IR A A AR KR  E R A E BT
ko B TS T WA T K e R A A . R 8 AGE T A B8 AR T S T KR FRELZ
8.0 g Bl A FEW KA Z M Ak .

10.3 ¥RAES
EFR R E (C, H,,CIN,OS « HC1) ,CAS. 67-03-8, 4l & >99.0% .
10.4 FREBREEH

10.4.1 44 By FRUEGE M (100 pg/mL) « MERH AR LZ SA0 45 50 T4 Ak — 0 T1% 24 ho (% 3h R it e
£ 11210 mgUEHE 0.1 mg), Y FHMZE N 100 mg. ] 0.01 mol/L HhIAREM. IHHRE
1000 mL, $£24), F 0 C~4 CykFHROGIRAE RAFH N 3 DA .

10.4.2  #A42 B, drfE M (10.0 pg/mL) bR HERE & W 0.01 mol/L #h FRVE R R 10 %5485
e VKA R G OR AT

10.4.3 42 B, AR W (0.100 pg/mL)  EREE B A R B, FrdErhE ¥ 1.00 mL, FH/KHi B E
A% 100 mL. g5 s I ATECH

1N UHEFRE

1.1 2ttt

1.2 B.OHL 53 >4 000 r/min,

11.3 pH il K 0.01,

1.4 B AAE TRAT

115 FHEZEAEBZEHAE 60 mL,300 mmX 10 mm N,
11.6 K. &K 0.01 g 1 0.01 mg,
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12 SWPR

12.1 iXEH &
12.1.1 ik EEwmabE

FH ST HALAS B i 24 o
8

S T UKH P URORAT S JH I AR R IR ST R T R R O A
150 g, 5 HAFRTE 0Bt e &

I
Ja & H
12.1.2 2E

YRR BOGE SRR (R R G 2 & 29 10 pg~30 pg, —BFREL 2 g~ 10 g K, B T 100 mL
HEIE P A 50 mL 0.1 mol/L £ R ¥ . il 7534 i 20 O ORE AR A B IR AR b T 121 "COR i
30 min, Z5RJ5EEEFRGHE . 2 mol/L ZRRENEWE pH 2y 4.0~5.0 B 1 0.4 g/L iR H B4
VR A 7 7R T S R B R O i

Rl fige - T AP INA 2 mL ARG R . T 45 °C~50 CRA P AR A (16 h) o FFiE R 2 % il
Ja Fe# 2 100 mL B K E R B2 GRS G ik RIS BUR .

12.1.3 &4k

A L MR A IR S A B L G R A B A T PR R W, 2 AR B S L LR R AR T . F AV
B Bl T R L AR 4 A R (R BT RSB S I AKORE AR 27 4 b B IR HE L OGP A ZE L N A2 20 mL K,
FEIMAZ) 8.0 g(LIVB T M2 TF 5 1.0 g~1.2 @) L Fl oAb A 36 Pk & 6 A, BEOR P4 R 358 ¥ i
HPVR T 4R 2% R TR G Ao TR N A R DR Y R X A AR By I S R, = AT
45 mm,

B AR U Ak HERR A 20 mL b $ O T b 3 3 58 5 A A (R E AT R v i T
N WA B R A R 2 pg~5 pg WL 1 /so A 10 mL 3T 1 1 $AOK b i 46 3 38 e 4
TN 1 /s 30 RWRUEM, b R =k, TR N CE 25 mL 20 T ISR DR BV 4
WA 20 mL B2k 90 °C 1Rtk S AL F A W, B 10 mL 3ol 19 /s RRVEIIR B 2 =5 .
250 g/ L WA AL 25 4250, B i RR i A TR

PR EVE A AD B . T AT 1 R4 B 20 mL ZEA: R By AR vEME R (0.1 pg/mI) AR RRE $2 BUR , 7]
b R AR A (R AT D WAk L BIAS B AR e LT

12.1.4 =4k

¥ 5 mL BRI A A BB X EFRICAHY 50 mL B0 H . ERDEAM K 3 mL 150 g/L
SRR B0 ALK 3 mL B B AL BT A IR (10.2. ) A B LA BLIRE 15 s ARIR & A
10 mL IE TR 6 A BAEFB B EE 90 s, #ESZEWREZAHMT S —E80E . mA 2 ¢g~3 ¢
TCIKBRIR A - iR E 20 s (il T K - TR

F A v 1 e A WA R R A W SR 1214 BRAE

122 7E
12.2.1 BWRMEHH

PR 365 nm; K HF P 435 nm FRETEE .5 nm,
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12.2.2 fRRME TFIRAKEE

13

%

14

15

a) AEE HPO0 R GRRE RN

b)  FRifES El)o‘f:ﬁf“(ﬁ(ﬁfif“m A)
o) IRFETOG R G SO B 5

&) FRUEDE R EE bR ifE N B)

SMERPRIR

R 4R AR R B CRUBR I 3R ) A9 & #0231 5

WU —U) XXV _ VX[ 100
S G XV, xm T o000 €2

K
X — il P AR B (LA 2 B9 & 4 A8 2 5e 45 100 58 (mg/100 ),
U — I M5O

U, vﬁtﬁ F 22653

S ”ésﬁj‘té‘if;,

Sl; 25

c

5 JEE 5

ﬁﬂir%?ﬁ/ﬁﬁﬁﬁ{&m/&x»ﬁﬁﬁﬁ?ﬁﬁ%ﬂ(pg/mL);

Vo T A B B e SR AR HE R AR B B 2 T (mD) 5

Vi — K 5 E A B B4R BOR 2 AR B B Z T (mL)

Vo, — R T L B SR BORAR R A 22 T (mL) 5

£ IR SR BOGR  REARAL

BURE B TR T () .

FE - BURE P AR R AR LA R 1121, NS SR R B N K A

YA B ARMETE 0.2 pg~10 pg Z AN RELMOC R Ll DLAT L 05 TH 50 45 3L, 70 JU) A o 4 T A il 26
LAHE 52V 2 AR T AR A B0 7 Ul S 0 5 95 2R ) R S (B L S5 SRR B A RO

m

TE T ST MR 25 PR T BRAT B 1 0 S 0 5 95 SR 1 24 X6 22 (AN AR I SR BBy 1005,

Hith

K PR A 0.04 mg/100 g, EER M 0.12 mg/100 g,
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M o A
HHEERB REMEYHSEERIEE

i 2 B ARERT AR HPLC 3 WA ALL,

mV(X100)

2. 0_: Detector A:Ex:375 nm, Ern:435 nm
1.5-3
1.0
0.5—f
0.0
0.0 1o 20 30 40 50 60 7.0 dmin

B A1 %#ERB RAETEUHSURERER

GB 5009.84—2016( EmEZLEZKIrE R|mMPELEEB HNE)
£ 15BKE

AHEZPREAREFEEIRIARAEALNAPERTHLREERERT 20235 9 A 6 8
B0 AER A, AREZ B A T,

CCL &P

— o bR A R

B 30401 TR ERR PRI R A B e A ES T 24 h i Eh R AR F AR ME S 56.1 mg ORS i &
0.1 mg) ™EBUH “ HEBH AR B2 A Ak 0 o S0 85 T 05 24 h 19 25 % B3 i 25 b v 63.5 mg ORs i &2
0.1 mg)”,

W 1041 e MER RS FE AL B U A TR 24 h (MBI E 112.1 mg O &
0.1 mg) & e by “ HERA PR IR 28 48 Ak il sl 4045 T4 24 h IR B R 127.1 mgCRS i & 0.1 mg)”,

N TESE OB U

6 PTEE R RERIL3 M A AR R IR b e < R I B 3 R D) AR AR AL
1121, BP9 5 W B3 e R 00 & 6 A8 0 ok 3 URE 5 09 B e 2R (Co Hir N, OS) B i 36 DL 35 3R 4K
1.271.1.234, B 43 B8 5 5 W 575 i 2 (Cp, Hy, CIN, OS « HCD (RS R 55 B 2% (Co, Hyy N, OS « NOS) 9 5 5 4,
A DUAR S A X 42 2 By 9 AE X 4> F B AR B S B R (C Hyy N, OS) 22 8] 9 3 55 R 4.7




