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BEREEERIRE
BmPkEEBRINE

e El

ABRAERLE T £ il o K I T 199 0 7 3%
A B — 0 2 P T AR B A e T A T R T o v K 7 T TR ) M AE
AR E S kTS T AR B AR E R A A B AR ik P OR TR R P

F—iF HEBIEE

2 R

TR AR O TR T TR 222 18 1) 0 BB TR 5 2R 5 ) ) S A A Bl AR A BB v A vk A I e RO (1
o S bRk s i

3 RKF A0
Ak 75 A UL L A 7 ik BT AR R0 34 R 4 M 4l , KA GB/T 6682 #LE i — 2K .
3.1 itF
3.1.1 HEE(CH,OH) . k4l
3.1.2 WEE(CH,OH),
3.1.3 &K (NH, » H,0):25% ~28% .
3.1.4 WER(CH,0,),
3.1.5 R (HCD,
3.1.6 Bz (H,PO,),
3.1.7 BREREHN (NaHCO,) .
3.1.8  frimik(CsH, O,) i F2E 30 °C~60 C,
3.1.9 K ZBECC,H,0),
3.1.10 =& H K (CHCL) .,
3.2 RFIEH
3.2.1  BEFRVE M (45.4%0) HEHL 45.4 mL B2 . B T 100 mL K8 KGR EREZIE L5,
3.2.2 BRFREANVER (40 g/L) FREL 40 g SRR K@K IEf 55 2 1 000 mL MM ERXEZ %,
5],
3.2.3 IR (6 mol/L) ;B HL 50 mL . & T 100 mL K& KR EREZE L5,
3.2.4  GUK-W R B 80 mL HIEE A 1.0 mL &K, /K EAZE 100 mL. #8457,
3.2.5 HR-FEE®RCY) I 2.0 mL HEE, P EZE 100 mL, 84,
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3.2.6 WK E W (pH 2.5 K ERIET pH = 2.5+£0.1. 8551 .
3.3 #trAEm

KB 18 (Cos His O; ,CAS 5 :11076-19-0) ; éﬂifﬁ>95% , 18 28 [ ZE I UE FF 152 T bR o ) UE S A R
TN

FE BR R AT LA T R 09 DR SR A R AR T .
3.4 FRERKEH

3.4.1 KB MRAR HEARE £ W (0.1 mg/mL) « YR FR UK B B AR AR v i 10.0 mg OR§fi 2 0.01 mg) , i H
BEVS e R 2 100 mL AR B E A ZZIE . BT —20 CrkM e . AR00 R 6 A~ H .
3.4.2 KT TR bR R 9 AR - 4 o0 A A BB T 7 T2 s Y £ YR P P TR s 6 o 2 T ) K 1% T TR I
EWE 8 0.1 png/mL 0.3 pg/mL.0.5 pg/mL.1.0 pg/mL.2.0 pg/mL.5.0 pg/mL.10.0 pug/mL F
20.0 pg/mL MFRHE TAEE W . In B .

3.5 ##

] AF AR BORE < TR A R0 i B B - S A (60 mug/3 mLL) B A% 5 & AR A€ BORE L I FH AT ¥On 5 mL HR
15 mL K AL PR AE PRI

4 U E

4.1 R ASCHRORE BT A, T A A R A A T 8 5k AR A £
4.2 RV RES5r518 0.01 g f1 0.01 mg,

4.3 [EAAZEBCE S GFEZ ).

4.4 EWAL.

4.5 JiekE 28 AL CiF I e D

4.6 pH it 5N 0.01,

4.7 BYEEWLCHF $0.425 mm ) .

4.8 A PEHRG Av 30 kHz~50 kHz,

5 SHHR

5.1 iXHE#H&

T K T R A D T 1 kg AR AT 600 g TR EES R IR $0.425 mm 7 ; B GE)
TRRE BT B B U L AR AL B IR A A) L R I RE A B A R AT 200 gl A TFRE SO B 08 B4R P, %
2 °C~8 CHIMALTE .

5.2 EHZERGE
5.2.1 RHEREL

FREL 20 gO)5 i 2 0.01 @) ik ke, & THEIE M . In A2 50 mL & K- BA W, IR ), &R T ROLR
W1 h, BT R A T A SR I 30 min J5 AP g 40 uE K UE MR RS S & 100 mL AR
TR PN A 2 40 mL & /K- EE W R e TR 2 5 B T A P PR T 2% TPl 7 4R B 30 min J5 F o

IEAR U R B A2 =R — 100 mL AR I EZOK-H BRI WOE A B2 LIRS HER
2
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50.0 mLFZIOM , & T 80 ‘CRI h iR, 78 W4 220 3 mL, fpi5 Ak .
5.2.2 HEEK

K W 4 J5 1 RE A ARG B8 B 1 Ak B [T AR 28 BORE b ] 5 miL JK AT 5 mL BBkt » 5 25 0
W PR 6 mL FR- Y BV (2 00) P JBE - CER VEL W . T 40 CoRE AR = T MER A 0.5 mL H
P T E T 8, TR 5T 28 0.45 o TRFLA HLUE PR 2 98 )5 45 .

5.3 W-HERZE
5.3.1 AEFRE

FREL 20 gCREA = 0.01 @) iR FHERM P IMAZ 20 mL HEE, IR T EGER 1 h, HinAY
70 mL =& B LR 0.2 mL BEIR VAW (45.4%) , 353 30 min, i K IEWRER £ 100 mL BT,
AT E R EZNE RA] L EWEBER 50.0 mL, fFAEH,

5.3.2 i{HEEE

B EIRIEE A A 150 mL 430 38 o in A5 U8 A PR R e R S AN MR (40 g/ L) L FR 4% 2 min,
BRI BN TR T 5 — 3 Ww sk . R SE I (40 g/1)10 mL TR SR 28, K
SR R IR AN WA IE A 25 mL =S G PR AR 2 min, #E 2 G AR AW G T s
Sprp g g AR RR VW (6 mol/ L) %W pH & 2~3 A A il EE 50 mL, &+ 3 min, #5302 ML
LA T S T P4 A T E 30 mL A1 20 mL 4% HEE— R OB A E R IR AR — B, T
40 CoKi e ZE e i 2=+ F /0 1 B 4 UOKs T 280/ B O 5 A O 576 7% 2 5.00 mL B BS B.0 48 Bk
iR, T 40 C TR AW Z T MEM A 0.5 mL B IR HER IR S . 2 0.45 pum fFLA HLIE I T
I8 5 2 H

54 UH/SEEH

5.4.1 (A3 HE . C o %A (K 250 mm, HE AR 4.6 mm . EURPRIAS 5 pom) B [7] 25 Pk B A0 35 4L .
5.4.2 JiahtH BB BRKIE W (pH 2.5) =175 + 25,

5.4.3 i 1.0 mL/min,

5.4.4 F:i .30 C,

5.4.5 il K :267 nm,

5.4.6 PEFER .20 ul,

5.5 #RifE i LBy HIME

K 20 p L AR 2250 AR W53 000 A TR (83 ASC R 3000 5 AR R By e T AR S LA 9 28 8 A 9 P oK 1 T
PR ) JO e ¢ 32 Sy O A b L T ) ) (R N A R 2 AR A I o ORI TR R R v U TR (2 3 [ 2 L
B A i ALL,

5.6 IXEAKRENE

R PR I W A RO i A A5 B R, DGR B ISF I 1 o MR A0 s oA it 24 A5 80 R 0 9 o oK 1 TR
PR 1) o R

6 ZFHRITEMRR

TR ORI B R 119 X (DI
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X m XV, el
Kb
X R rPOR B R Y & i B o B T v (pg/ k) 5
o — rh b o 2 A 30 0 AR A AR v R TR T TR 100 5T A VR B L B S B e g T (pg/mL)
Vi iR AR BOR AR A 2= T (mL)
V. LR BB ECE AR AN B T (mlL) 5

1 000 —— H{v 55 R 8

m

\&

— IR PRRE L B0 N T () 5
— H T A RO R R AR B Z T (L)

TR RO 3 AT .

7%

£}

E

TE T S SR AR T 3RAT 09 9 U S ) 5 45 2R ) 2 0 22 (AN AR 2 (1 100

ARITEMK R 5 pe/ke. R 15 pg/keg.

8 Hits
9 JRiE

FiE RERBIE-FRIL/REE

TR P AR O T T T 8 Ak P 4R RO TR 5 28 ot B 8 1 S 4 A A » R P VRCRH €0 3% - 5 1Bk it 335 A3 A
I b o

10 50044 44

BRAE 75 A BT AR J7 3k B R 35 S 2 i 4. K O GB/T 6682 MUE B9 — 2K .
10.1 3K

10.1.1
10.1.2
10.1.3
10.1.4
10.1.5

M (CH,CND ;i 4,

F 2 (CH,O,) : Ak 46,
FEZ(CH; OH)

K (NH, « H,0):25%~28%,
Wi E (H;N, O, S) ,

10.2 X FIECH

10.2.1

10.2.2

10.2.3

10.2.4
4

K- H BV - B 80 mL FEEE LA 1.0 mL 4K . K 52 5 %) 100 mL,JR4,
F - P BV (2 %6) - W2 B 2.0 mL PR, il FR B2 % 100 mL,YR4) .

0.1 % P AV ¥ W MU P AR 1.0 mL, K HS BE 1 000 mL. 14T,
ZIE-KER (s D) B2 50 mL. JFAREE 100 mL. B4,
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10.3 KREEBEIRES

K IR (Cos Hyg O ,CAS 5. 11076-19-0) - 4l if =95 %, 8 28 8 Z I\ E I 82 7 4 o 9 00 3E 45 19 A
HTIR

SE bR TR AP A2 O U SR R AR VAR
10.4 FREBRKEH

10.4.1 KB B AR MERR %5 (0.1 mg/mL) . MERFRIBOK 1 1 R AR E i 10.0 mg ORE # = 0.01 mg) , H A
BV A 55 B % 100 mL R0 P, JH P B 28 200 . B T — 20 “CURA A ARAE AT 0k 6 A
10.4.2 OB B FRBR M P IR0 1 g/ mL) o 8 W SBKC i 1T s o A 45 V6 R 100 L T R IR RO o2 %
% 10.00 mL, I FHELEC .

10.4.3 DK BT ¥R A THE 2R 91 A V0 AL - 0 St A it 2 BCOK T2 T 19 s 4 b TR) VR SIS /K M (1 = D i B
2% e ) B K T TR R o R B 43 A 1.0 ng/mL 2.0 ng/mL.5.0 ng/mL.10.0 ng/mL.25.0 ng/mL Fl
50.0 ng/mLARE TAEW W . I FBLEC .

10.5 ##4

6] FH 2 BORE - TR A 8RB A ke (60 mg/3 mL) Ik 25 4k 18 AH 2K BURE L I BT O 5.0 mL H g
F1 5.0 mL 7K 3G AL o PR 47 A AT A1

11 {XEEFiL&E

11 OR35S« C AT LI 55 18 11
11.2 R¥JRE5H %K 0.01 mg M 0.01 g,

1.3 [EAAZEBCE & G S50 .

1.4 AWRAL,

1.5 B#EHLGH ¢0.425 mm ) .

11.6 ARG 4% :30 kHz ~50 kHz,

12 HW5R
12.1 iX#EH &

0 B H ) R AT 1 kg AR R S R B R H R R 2T 600 g, TIRAEE LM R ad $0.425 mm
i 5 £ (R X RE BY A sl DI R , 21 K AL B IR A 3 50 (IER I RE A ARy A /D F 200 g, I A7 T4 i sl 98 4%
LR 2 C~8 CRIBIRT .
12.2 X AEIREL
1221 AYWERES SR FEREHSR.TAKE

PRI 2.5 g iblFE O 5 22 0.01 @ F 50 mL B8 A 10 mL HEE-20K % W (T AR B IMA 20 mL
B ZUKERO - SR A ZER T E FRAARE 1 h 5. A2 30 min, B0 5 min, L EERE
25.0 mL ZEBE.OE P (FAEKAEZR 50.0 mL ZI .08 d) 58 # A 10 mL Z/K-HF BEER (T A
HALFE A 20 mL 207K -FF B33 0O 3 42 R I — W & TS B0 F R B 0K e B & 25.0 mL PR
HilHEE A % 50.0 mL) MEFIESEL 5.00 mL 3 (P AR B ER L E 10.0 mL EiF R - f55 1k

(S
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12.2.2 #EKE

FREC 2.5 g i{FE R 2 0.01 @ F 50 mL .08 MmA 10 mL I EE-ZUKE W . mr iR EilR T
BTRAEE I hFIMA 3 g iR, BE I 30 min, .0 5 min, I EIFRE 25.0 mL Z| =08
HL BRI 10 mL H - 20K I R R B B — WK, B I SR O W BE-2K I 8 5 & 25.0 mL, HEHf

B 5.0 mL FIE W fFdk .

12.3 iXEEL

K 5 v A VR % B 28355 A1 P A8 10 TSTRH A€ JBORE AU 5 mL ZK RN 5 mL YRS 35 5 25 O 1 UL 7
FI 6 mL PR - PP 8 R (2 000 TR B0 R TR BV T 40 “CORI AR = T MERf A 1.0 mL Z 57K
WL = 1) i e i 5 L 22 0.22 porn TRUFL VB MBI 0 o LR €00 3% - R I S5 3 0 A

124 (URKS2EH

1241 WRHEBIEEHE
WA AT ST
a)  AOEAE . Co A% FE FE K 100 mm AR 2.1 mm, BURPRAR 1.7 pom) 85 [7] 45 45 g 10 (3% AL
b) WA A 0.1 % ERAKIE T, B A S LB EE VR AR T LR 1,
¢) TWi#E:0.3 mL/min,
& 40 C,
e) JEFEE .S pl,
x1 BELEBRER
LB A LL 151
i il v
min
WEAR A WEhA B
0 70 30
2 30 70
6 5 95
8 5 95
8.1 70 30
10 70 30
12.4.2 FRiE&G
B A E
a) BTy = g R
by Wi oy 5. 2 O I (MRMD
¢) KAFA:0.276 MPa,
d)  #ES:0.062 MPa,
e) BFMIZEHE 4 500 V,
D BFRIRE 550 C,
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g BETRESHIE 2.

K2 BTRESHR

BT FEHT L ilf 43 fi&
rh SC A R
m/z m/z Vv \%
397.2° —67 —26
oK T T R 485.3
441.2 —67 —16
JE BT

12.5 EMWHIE

$e PRASCAR 27 25 P D R AR T YRR 9 T 3 908 e P ) K T T TR T (905 08 15 s v T4 0 WA
R B8 I ) AR LE AR AL B 2.5 00 2 I o K I T TR ) B0 335 2 P b 20T 1 O o L I) — G 00 4t s o
DK T T TR ) A B (R AN = B2 T () 5 T ¢ JRE A 4 1) s v A 38 RAH L G e/ i 2 A i o 3% 3
HLSE ) 8 R JU) T ) 5 S el v A A K TR T R

®3 EMMIMENBFFENRARLTRE

AT T EE/ % k>50 20<< k<50 10<<k<<20 £<<10
AT KRME/% +20 425 +30 450

126 TEEMNE
12.6.1 TiEmMZ&B%1E

Ko O T T TR s v 2R 1) A I 9 2 i) 3 AR 3 - B/ o A e 00 A L 1 o 9 0 i L LA
v 28 ) A P TR Jo e DA R AR+ LA e € i U U T AR o RO AR DA AR L 2 ) TAR AR . R B
BR R VAV TRA) o (3 R 2 DL 5% B P BL1.

12.6.2 AHEBRRANE

W PR AR AR 278 25 P EAT I 5 45 S0 AR R A e RE VA 1Y) 0T (i 0 il AR . AR I T4 ith 2k A
PR T8 9 oK e BT TR 1) T VAR

13 ZERITEMRA

BURE ORI B R o X (2D TR
o XV, X VX 1000

m X V, X 1000 w2
K.
X — IR ORI R 1 B i SRR O BT s (g k)
o ———m A R 2R A A R Y TR R K TR TR R 1) T VR R L SR N 4 e B2 T (ng/mL)
Vi — AR AR BOR AR B o Z T (mD)
Ve — RS TR S 0 B A SRR B S 2 T (mL)
m 7ﬁt#%%#§ ai{ﬁﬂ‘?ﬁ(g);
V.  —— TR B0 R A AR B Z T (mL)
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1 000 — HA{v 58 R B,
am- R IR N &

14 HBEE
e F S M S5 F T AR A 9 T U S I 7 5 SR 1 28 ) 25 (AR AR R SRR 1524
15 Hft

AITEW KRN 1 pe/ ke IR 3 png/ke,
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Mt x A
KEBFEBRMERRHSRREEIEE

DK THEE TR T o A € 3 P DL T AL

AU
0. 050

0.0457

0.0407

0. 035

0. 030

KEEERR -11. 919

0. 025
0. 020
0. 015
0. 010

0. 0057

0. 000 T T T T T T T T T T T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00 11.00 12.00 13.00 14.00 15.00 16.00 17.00 18.00 19.00 20.00 /min

B A1 5pg/mL KBEEBSEHEEEE
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Bt & B
REFRBRMERRS REENRE®IEE

KBER R MRM &3 WL 15 B.1.,
485.3>397. 2

%
100 = 348 pmeim
. \
0 T T T T T e R T T T T T R T R T e T T
1.00 2.00 4.0 5. 00 6. 00 4/ min
%
100 ~ 3. 49 yemrm 485. 3>441. 2
0 . - o’
B o o o I LA e e
1.00 2.00 3.00 4.00 5. 00 6.00 #/ min

B.1 1 ng/mL XB&E B MRM & &

10



