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— M T REERE
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ARARRERIME R A BT RHERR.

AirHEHERAEELREDL.

FiFREHSEBERELERZRS(TC 4HAD.

FEHRERN - EREERREERR L.
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i E WS R T
BB HBERAN FNBR RN,
FRERHKBRONE

1 EE

FARHERE T HEREEM S PRNARE DR A ARG AR . JULSRE. RESE. =
OB AR R P T R RS DR BB R B X B R ERE . P REE  EKBE A
BOAEA B ATE TR AAAR. _FRRA BARAREBHIET L.

AARHEE T R R R

2 BEHSIAXME

TP BT A AR S TR VAR &K, LEERRAMSIHE KBEHE
B A (R BRI A BRIB T IR AR B T AR R T, SRR B A4 HE X R B L & T BT SR
EEAERRECHNRFRAE. LERE BN A, HRHIRA ST AR,

GB/T 5606.1 %4 %214 .9

GB/T 19616 {0 gt FUBHEURE A9 — AR R M (GB/T 19616—2004,1S0 4874:2000, MOD)

YC/T 31 MEREEHR G AEMAFEAKIWE BHEEYC/T 31—1996.1S0 2881.1992,
eqv)

3 RE

FARBENREPHRGRE, HZ MBI CRETR- R R, EREECHEMERERR
el S G SRR S A TR E

4 HASHH

KR HEEARFAEAF K. FERANMEATRABRERST. FABNMKRESHEHE
(FERAWB)ARANEREMZORRURERGE ANAEENER LN RAVNBEEWMRARY
e M B
4.1 REFHER BRI SE AN SRR FURPE RESHE. A ER. FHRE. %
Be BB AL D RLARE R E RS X R AE R P R AR TR B
HEHTR RASR.ZHRR.

4.2 AL, aira,

4.3 FTKBERM, S TS50 CFHRES 2 h),

4.4 BED FIM: mBARN 1 LUEERSEO.

4.5 RER,ZRECLE,

4.6 AR, FEEHRIE,

4.7 WEk. BEEFRKIE.

4.8 ZMZE . FEHRFRI.

4.9 BEBEEEGPORHNE,ZBZE  FORN 1 1UEBHE) S HHhEEY.
4,10 BEZH,38 pm~74 pm, B {E F Bio-Beads $-X3,
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4.1 ECk, TEAFRIE.
4.12 R¥k, FEHEHKIE.
413 HH,BEEHAFRIL.
414 BERE, A 1L 5Y KB,

# 61 pm~250 pm MEERAE 130CIRETHTED S h ETREBPRHNEZRE BB ZE 250 mL
BAEZfMT. 5985 gHBMA LS gk, BMBFEEY. MEEINZLETF BFRHNESH=
AR5 min, EERAHRY . REEBGRLBFZEL 2 hRETHEARTHS.

4.15 RIGIRAEHEE
4.15.1 A —IREMHER

SFBIFRER 0. 01 g OB E 0. 1 mg) ERRAIRAED . DK AK 100 mL F&HEF . A GPC fish
U OWMBEER, BB BRE K 100 pg/mL MBI RZ B IR &R,

B EBNEAET 0C~4CHEHT T2 RE=1TH .

4.15.2 REHBER

22 R I BS54 B Y SR AT BB BBURY BT Y R 2 B — AR HE RS W 5 mL (4. 15, 1) FARRL 100 mL & &
B GPCREMU. DBBER BHSRKRAMEMKEN R S pg/mL HIREHEER. WEMA.
4.15.3 TYERHER

HIBA &AM (4. 15. D H & EAL R TAEPRAER B R R Bk E R A AR 4, Rk B E R
BRI BINERESE MR ER.

THEMRERMAER S AERNRPOEENE A 1A 1. A.2a).A 2b),A 3a) A 3b),
A4 a)F A4 DR,

5 w3
LR AR KT A 0
5.1 BHBEAHEH,300 r/min~23 000 r/min,
5.2 BE=#/,150 mL,250 mL,500 ml.,
5.3 &f%,250 mL,
5.4 RGN, 250 mL,400 mL(B&7 1.0 mL.2.5 mL,3,0 mL.4.0 mL.5.0 mL i 10 mL 4
HAE .
5.5 B} ,$45 mm,100 mm,
5.6 MEFZEER.
5.7 BHE,10 ml,
5.8 BEEER.
5.9 IEACHE, %9 om, P, FZ AT AT S A R B,
5.10 BEEBHEOIZ(GPO) . BIEHK 40 cm, B4 25 mm, HHE BWBERLH. H#HF5.0ml, H
BE S, 10 mL(R— KRBT .
1M HE.
12 EHE. N2 7 mm,K 23 em,
13 B.LHL,3 500 1/s.
14 ZAEBMK.10ml,
15 SAHEEN,
L1501 BECE TR S (ECD) iy S M A iR
3 F o TR I 23 (ECD) . B EF AR AR EREHE, K 30 m, 442 0. 32 mm, [FEH
HP-5, 8 0. 25 pm,
2
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5.15.2 B KA B K I 2% (FPD) K I 38 B S AH 5

6 OB 6 BE R 58 (FPD) , OB BE L A BB REHE 2R 0 R A A S8 B A B 4E SGE-ZIL, K 30 m,
P42 0. 32 mm, K& 0, 25 pm(BPX50),
5,16 SAREEE/ FORE A RISRINS. AEdEEEASMAEEATE, K0 m AR
0.32 mm, @ EH DB-17MS, /= 0, 25 pm,

T B 2 LR e SRR MR S B K MR A A

6 RESRENHE

6.1 #% GB/T 5606.1 8, GB/T 19616 MBUE i .
6.2 # YC/T 31 &R WEKFEE.

7 SHSR

ERPE A2 BT I E RS, 2% 1 R EE 7. 1~7. 3 ST RS SRR PR 1 AT
5 I i,
® 1 EEM OERNEHR

A, AR/ B/ | EREAR/ | WAR/ 21 g 3/ EREB | WHR/

rg % %) ng % % (ng/g)
B 2.45 93.20 8.94 9.82 93.38 6.48 0.02
B3 T B 2.95 86. 55 8.37 11.79 89. 43 3.14 0.06
HE 3.13 88. 82 9.18 12,54 89, 34 5.72 0.04
=X0k2"3 2.45 79.73 5,98 9,82 84,01 6.77 0.06
R HBE 2,29 87.34 7.76 9.17 90. 66 4,04 0.05
3 BB 2.76 88. 04 6. 87 11.04 89. 89 3.33 0.05
B 3.37 81.31 4.30 13.47 84,16 4,21 0. 04
Eid 0.72 82,70 8.44 2,89 87.08 3.61 0.01
AR ERE A 1.09 84. 40 6.79 4.36 88.53 4.28 0.02
FEE BB 1. 14 84.50 10. 40 4,56 88. 82 4.86 0.03
ER A 1.33 71.68 7.73 5.32 77.69 6.48 0.03
TR 1.31 79. 39 5.35 5.23 87.25 7.30 0.02
REHE 1.15 91,59 7,00 4.59 94,12 3.01 0,02
HEB 4.47 98.13 6.77 17. 88 103. 90 5.32 0.01
TR 2.48 68. 67 3.28 9.92 76. 90 7.92 0.03
AER 2.643 80.70 6.55 10,57 83.33 6.62 0.03
RAEKR 2.08 83, 50 3.22 8.31 93,97 3.39 0.02
i3 4.125 89. 43 9.25 16. 57 100. 17 6. 87 0.02
ZHRIER 2.89 76. 70 2.75 11. 56 85. 87 7.24 0.02
iy 3.16 70.03 3.26 12. 63 62,97 7.78 0,01
KB 2.38 95. 27 5.99 9.54 91. 40 4.75 0.01
A 2,22 94,57 3.62 8. 89 98.03 8.16 0.02
B 2.32 94,57 3.62 9.31 98.03 8.16 0.03
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7.1 RG-S E

FREX 10 g B OB ZE 0.01 @) F 500 mL HE=MAMP 6. 2). MATFRCMMAT 40°C K, B iE
HAEKERERKE N 100 g, HEBMERMHSNEHE 30 min, FMA 200 mL HEU. 6),EH
PG 1) E5K 2 min, RIGMA 35 g {4, 2),100 mL GPCU. DFE I, B 1 min,
BEHESRERE LEAEIM.

PG DEFHER 200 mL HHHE, HBEAEF L KABRA U DR G HF, HEE
400 mLIRAEIRG. DN . T AATEM A 5)EF, BB 100 g EARBRH. 4 NKERA 20 mL
GPC a4 DB BEE ML, SR MERITIEE 400 mL WG O, BIRBERE THREHR
BAXC. 6) EORBIBE<A0CHEMIET , L EN AWK,

FIRAE P ERMA 7.5 mL ZBZE5(4. 8) , JERH IR BRI RS F R B (TERGHEEA
ARG O PMEERE]. BHIMAS g B OM 7.5 mL FO4U. 7, B EMER 15.0 mL,
BEERGLENMEE BE EREB,EELHG. 13) EB.L 5 min 5 AEKEG. OFE, SR ERA
10 mL,

7.2 &k
7.2.1 BEBERIBSL
7.2.1.1 BERSBEEEAER

# 50 g Bio-Beads(4. 10) &7 7E GPC MBI (4. O, MBS R B K. BB ERY—ki4E
ABEHECERY 180 mL)(5.10), FrEEBUIMEEY 32 om & HLSME, 2 L R IRE R, HEH %
RERERRE L RH, REEERSECIE CPAT#A.

0 5 S 1 S O e PR TR 5% S T K » V) 4 O 80 B o P 2% .
7.2.1.2 %

# 71BN 10 mL EBETHER L, BITEREEEIEN,

BB ETRIEA 5 mL BB FF (5. 10) P, B GPC MBI (4. 9L 5.0 mL/min #%6 15 5 B 266
W4 23 min~50 min B [E] BEVE L F 150 mL BEZHAMG. ), HBEBA T 250 mL 4R
G.OF, A GPCHEHE (4. DWR=ZAM ERBIEARER Y. ETERBLEMNGC. 6O LEEE
1 mLOEEEH BB ABRALE A TAET). BLRIEW OEREFE . EH5E 5. 0mL, I
R A TS E S W EUE— 5 MR B
7.2.2 BEEHHSL
7.2.2.1 RBEHEHRIR

BAH G 12) i R EE LB AEMU. 5, EHEA 1.0 g BEHK A 10, RGHEA 5 mm~
10 mm B RKBBHM 4. )  BREERNE LEEEALBAEMU. 5,

AR R EHAE A 5 mL EC 584 1D FBksE, F R0,
7.2.2.2 %

BE7.2. 1.2 8 W A 2.5 mL F 250 mL¥RZEMG. OB, A 2X10 mlL BREHU12),BF
HEFARLZMOKBRE 30C~40C)G.6) ERHBE 1 mL 4 . BB ZE 7.3. 1 KBRS
W F 10 mL BRI G, 1O HK.
7.2.2.2.1 BAEBEH

B8 mL B, 1D .

MA 2 mL HEG IDEREMF BEBRORANERBY RRBEENEARER. BBET
WER SR LI B 32 mL REERE FR R, WERBE. AHEEAZE 10 mL, BNER
B, f i 4f .
7.2.2.2.2 WEREE

B H 8 mL F A (4. 6) i BE B
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A 2 mL REH 4. ) ZWAM T  BERBEORANERBY ERBEETEAEE, FRE T
FeR[SR 3. BAMA X2 mL AEREE FR®RE. WEERBRE AREESE 10 mL, BABH
C il atr.

7.3 WE
7.3.1 SHEIEFEPD RN

—SEARY R P TR B BT D RIAR B R BB X RS SR

— BRI T.2. 1.2 FTSE A.
7.3.1.1 BF

HERE R AR R 250°C , I AR I B ik 250°C., HEAEM T EWT .

——IHRIRE 50T |

— W58 E : 1 min;

—BEFAE 1,8 25°C/min HEH 50CHE 100°C;

——FBFFHE 2.8 5°C/min # % H 100C T E 270C;

—— BB fTHHE ;37 min,
7.3.1.2 Sz

REUSBRETFRRSFTARMNERFESAER EERANSHERDT .

— R AR HEE 30 em/s;

— RS H X ,19 mL/min;

—4&X:75 mL/min;

25%4,:100 mL/min,
7.3.1.3 HEFARER

AR S SRR B R 2 w L AR B, S WXL 0.5 min,
7.3.2 SHEEHECDRUE

— Y AT SR ERE SR AR RS AR R,

—HERBEW.T7.2.2.2. 1 BB B.
7.3.2.1 B

PR R BER K 250°C , M #R R 2 300°C, HBABEMTHRMT .

—— VIR T0C;

——¥1 458t : 2 min;

—BFHR 1. 30°C/min @HREH 70°CHE 160°C;

—RFFE 2: U 2.5°C/min BEF 160°CHZF 220°C;

— BFEFE 3.0 5.0C/min EEH 220CHE 260°C;

7Dﬁﬁﬁ"ﬂﬁ 260°Cﬁ% 10 min;

—— BB 170FE :47 min,
7.3.2.2 SKEEXE

RBUHFRETFRESTARANZRRESRER, RENIHERNT .

—#HSRA5,2.5 mL/min;

— RS &S ,60 mL/min;

— A% X :6 mL/min,
7.3.2.3 #tREARXEER

AEI SR EMABOHRER, $AR 1 oL ROR ., FHBESRTEHE 0.5 min,
7.3.3 KEHEiE-RIEBERNL

—BBERY R E KB R AR AN ER B TR . BRAR . B RR PR,

5
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R .7.2.2.2. 1 FFEAR B.7.2.2. 2.2 RIS C. FaAEN.
7.3.3.1 BE

HERE BB 250°C  EIRAEM BT -

-—WIREE . 70C;

——F) 4 BT[] : 2 min;

— BFEFE 1. 25°C/min 3 H 70°CHE 1307C;

— SR 2.0 2.0°C/min BEH 130°CHE 220C;

—— B FE 3: 8 10. 0°C/min HEH 220 CH = 2807C;

—— TR A 8] . 7 280°C{R#F 6. 60 min;

—— BB fT 8 :62. 00 min,
7.3.3.2 SREE

RENSREFHEITARNLRBESREE EAMNTHERNT

| EX,1.5 mL/min,
7.3.3.3 #HAFRARER

B AR S E AR R 2.0 kL, R, SRR WM 0.5 min,
7.3.3.4 #WEE

RIS B E 70 eV, B TFRERE 230°C, FHKARE 250C.

FREER THAGN, #EEFME L.

£2 FERMNBRAURBOREHEREERT

o i 5 1 2
1 HTR B 31.70 266 224 250
2 FALR B 32. 80 280 238 —
3 THRR B 35. 36 252 281 —
4 B C 8.17 141 94 95
5 R B c 11. 62 #l 12. 39 127 164 | 192
3 AR B C 25.22 127 109 192
7 T B C 27.02 164 149 —
8 B C 30.70 264 193 -
9 HER [ 31.92 206 249 —
10 FRE C 33.93 144 115 201

8 HRiItHE

8.1 FPD&JHE

LTI RAREE R, W BEUSCEE RS BRI
R = c X5
P om X (l—w) X F
it*:
——ERERRBERNRARBRE, BUIRNESEA (pg/mL);
S—— VMR AE BRI RBL, B ZE S (mL);

m—1ER R BT ()5
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w——HERBKSES SR, NUREHEO;
F—®RBHEF(F=200/285),

8.2 ECD 3% MSD # I #&

UTEITHRAGREBE R, i, HEUMES RS, X (QHE:

p_m><(1—'w)><F><6 €2
K

[

HIRAE R 15 MR BRI, A N R B E T (pg/mL) 5
10— BRBLBENER, B RZEF (mL) ;
m— iR R, BN (R) 5
v HRAKGESSE NURESHO;
F—#BEF(F=200/285),
9 ENH. BN HR

AHTBEREENRRBRARLERER 1A,
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MW F A
(TR PR
i E R
5Hz
260
4 1 3
240 2
220 i 5
] 6
200—_
180
160
140
120
T L A LA L e S L ) B
20 22.5 25 27.5 30 32.5 35 37.5 40 t/min
1—19. 3 min, Y
2——32. 1 mm, BHEBRER;
3——-35. 6 min. WA EE GLH ) 5
4——36. 4 min, W FAHEGEHAE ;
5——38. 1 min, K LEHBE;
6——40. 3 min, B E.
A.1a) ECD KT 0.05 pg/mL T {E4R4 a0 & i@
5Hz
275 j’
250
225 4
200
175 4
150 -
N w
100 ]
2‘0 22‘. 5 2’5 2’;. 5 3‘0 32‘. 5 3‘5 37‘. 5 4‘0 t/min
HA 1D EEYE BEAENYE. EEMGE ANEN. REE RN

ROEBREBEH SN ERE
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150 —- pA
100 —j
80 —:
60 —-

40 +

20 +

1——24. 4 min, 888

2——28. 6 min, B BN BB
3-=—29.1 min, L4 ;

4——29. 5 min, BHBEBE;

5--—29, 6 min, 74 B

6—-=-29. 7 min, %} HiBE;

7——30. 7 min, {EHBE.

B A.2a) FPD#MEF 1.0 pg/mL THEFERBKEA

150 pa
100|
80
601
40

20

2 24 26 28 30 ¢/ min

B A2b) TS HEXGE . EE DR, R EWRE . e TR
RERBEERREHE
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Abundance 5
34000 1

- 32000
30000
28000
26000
24000
22000
20000
18000
16000
14000
12000
10000
8000 4

| i

T T

r ; T T
27,00 28.00 29.00 30,00 B3L00 32,00  33.00  34.00  35.00  /min

1——27.0 min, W E B
2—3L7 min, p TR 3
3——31.9 min, FER;
4——32.8 min, R ER;
5-—33.9 min, F 258
6——35.4 min, “HRR.

BB A 3a) MSD#KRNMHEG6FHEMAE 1.0 pg/mL TIEREBNEERFREE

Abundance
36000
34000
32000
30000
28000
26000
24000
22000
20000
18000
16000
14000
12000
10000
8000
6000
4000

2000 " A A

. r
27.00  28.00  29.00 30,00 3100 3200  33.00 3400 3500 ifmin

MA3D EEAR.FARMTR.EFFR.-HER PHEARS
REAERANEEETANE
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Abundance 2
5000
4500
4000 4
3500
3000 1
2500
2000 4
1500
10004 3

500 \J L h

T LR T T T T T T T T T
5.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28,00 30.00 32.00/min

1——8. 2 min, P B
2-——11, 6 min i 12. 4 min, EKBE;
3——25. 2 min, A KB
4——30.7 min, Bt .
HAd4a) MSDRMBMAMIWKL 0.5 pg/mL TERARNEFHFREE

Abundance

ot et it
<t
bt
S

200
150

- T T T T T T T T — T
6.00 800 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00 30.00 32.00 34.00 t/min

B A 4b) ToEHRRES R A KB B
RYERBBUERSMNERETEILE




