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FE. AxES 7 —MERSEBERURIEE I LC-30A 1= MiRAF R LCMS—8030 Bt E IR E K+ 8
T E N TR ERAZBENRABEIE LC-30A 55, = E WRFF I LCMS-8030 RiRES T EE D . i =E2 .
17- WEZ B2 JRIEFEFIMEERZE 1~100 pg/L "RESEENL MR, 17- ETEEFE 2~100 ng/L RKESEERNLM R, ©
IHIER . CITiEEN A1 C IR 7E 0.5~500 pg/L RESEE N M R, T 5 ug/L. 10 pg/L #1100 pg/L B EHRAER

BOESL 6 X, 3 DREERIEBIRFRE B 8 AR ARERZE 7 AITE 0.864%~4.843% F10.034%~0.638% =

B, MFETERY; BRERT HMRAKE QRTINS

, BRET 8 MERAETER LB REFMEEA,

EEEE. INE REK BERUREE Y =B AT RIS

KHEERRERZRNRAETE BHEEBR
IR BHRTE, MEBTRYEEBHENE
TEEN, WEMEERFSERSRTI, R
FURHANGE, SAKEEDMNERRES, %6
WEPRRERE, ERAEERER, RDWRGE
AL, FIMAGRMMENLEETE, HIWSHVERRS.,
NRHRCERNANYREE. HRBRTEZ FNE=
RIME B,

EAtreg, HREEHRIRE T R RN KR
MAENREE, FHTTRANHAR. 1995 F, FER
%7 (DEPA) 7 BEMAESEMRE/RRZ BN
RKENRE; BFE, EEEERTMEFTUYETEHEE
(RTIEADRUEMREMSHKEZW) , FT
REEBTIRFAKZEEK; 1996 FERZETWRIRST
NP MEBARERE, UHREHESALKNRNE,
BREIER AL, ZEEGERNIEKPERENER
. AXERBRBSIREERIEMN LC-30A F1=F
AR AT BUE X LCMS—-8030 Bx H, B 7 TRE AN E
tRAKP R ENTTE, HEXRNARSE,

B xR
1.1 {¥#%

ALRFEAREBSIURER LN LC-30A 5=F
PUARAT R IE (Y LCMS—-8030 B AR 45, EAE SN LC-
30AD x 2 #1i&% %, DGU-20A5 L4 S 41, SIL-30AC
BEl#HEss, CTO-30AC 8, CBM-20A R &=
#%, LCMS-8030 =5 MAR+F/RiL{Y, LabSolutions Ver.
5.41 Bk T i,

1.2 5347 &A%

AR a1

DHTUEE: LC-30A R4

& i 4f. Shimadzu Shim-pack XR—ODS III 2.0
mml.D. x 75 mmL., 1.6 ym

mEItE: , A -7K; B -HEE/ 285 =1:1(v/v)

SRIE: 0.4 mL/min

AR 10 pL

HE: 40°C

FR AR BEERRL, BABVIIAIRE N 45%, FHE
B 1.
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R 1B R
Time(min) Module Command Value
1.50 Pumps Pump B Conc. 55
4.00 Pumps Pump B Conc. 60
4.50 Pumps Pump B Conc. 100
5.00 Pumps Pump B Conc. 100
5.10 Pumps Pump B Conc. 45
7.00 Controller Stop
i A BiAFIERE. 250°C
PHTLEF: LCMS-8030 In#AERE E . 400°C
BB BSI, BT AiEER . ERNEN (MRM )
BFREOBRKE: -3.5kV TXEEAS[E): 50 ms
EMHS: /S 3.0 L/min FERAFE]: 3 ms
:Fﬁ'%/_:l, /fl/_:l, 20 L/min MRM 7};‘&: m;& 2
WES: 5
%<2 MRMS#{
RS B FEEF F#EF  Ql PreBias(V) CE(V) Q3 Pre Bias(V)
o 171.20* 22.0 40.0 16.0
1 I =2 287.30
145.10 22.0 40.0 27.0
2 170l —F 271.30 145.20* 21.0 50.0 13.0
183.05 21.0 45.0 18.0
X 145.10" 20.0 45.0 24.0
3 173-#E "8 271.30
183.00 20.0 45.0 19.0
X 145.20" 11.0 50.0 26.0
4 i A 295.30
227.50 11.0 25.0 23.0
. 145.15" 20.0 40.0 28.0
S 1 269.30
183.05 20.0 40.0 20.0
251.15" 20.0 25.0 28.0
6 = s i 267.25
237.10 20.0 30.0 25.0
134.20" 10.0 15.0 26.0
7 C I 269.25
119.05 10.0 40.0 21.0
93.10° 20.0 25.0 17.0
8 CTIEEEY 265.25
249.15 20.0 25.0 28.0
9 I —Fs-1C, 273.30 147.15 20.0 45.0 28.0
10 ZE#E-d, 27530 245.15 21.0 30.0 27.0

*RINEERF
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1.3 #Fmtl&

PR R :

FFBEECH) 10 mg/L YR EIRAER R, RKZERHBREMREA 100, 40, 20, 10, 5,2, 1 M 0.5 g/L p9FRAETIER,
2H 10 gL (IRIRM B

HERBIIE RO .
{ 1 LAFR7K J
[ At ] L JIAIMHCIEEZEpH3.5
1)CH,CN 5mL L R 20 mL/min
2)CH,0H SmL _ .
R0 10mL [ S ep PLS 3

(200 mg/6 mL )
) |

s N

3 mL 5% 8 &3k

|
F1& (% 5]5min)
3mL ZREHER

BAKREF

L | J

[1 mL ZH%E‘@ L /IL.‘]
J&5 LCMS 247

J

B ZRitie
2.1 R MRM &2
100 pg/L SR EFRER®E MRM &IE4NE 1 Fir.

41:287.30>171.20(-)(5.00)
12:271.30>145.10(-)(5.00)
30000 —4:295.30>145.20(-)(15.00)
15:269.30>145.15(-)
16:267.25>251.15(-)

25000 —7:269.25>134.20(-) ¢ 1 2 3
18:265.25>93.10(-) /\

20000

15000 J |
' I

10000

— 7T 77—
0.0 1.0 2.0 3.0 4.0 5.0 6.0 min

1100 pg/L R & PR AYMRME TE E
(1HE=FZ; 2 17p-ME 282 ; 3 170-HE ZF2; 4 RIEES; 5 MEER; 6 CIAMERD ;7 C L lERD ;8 © Z IR )
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22 FAER R RBEE B T HEREE
8 Fhif M FARERmAYIAHE ( SCAN, ESI-) R=ME TR TArxR.

Inten. Inten.
i 287.30 100{ 145.15
] 1 CE=45V
q 754
] ] 287.30
— B A
507 503 171,20
. ] 14310
1 283‘. ‘o 319‘.35 257 o ‘ ‘ 1%3'30 255‘.00
& SN | PR WIS Y ¥ o Y
200 250 300 m/z 100 200 m/z
E2 =B ( £ ) Z-YEFiEE (A8 ) EE
Inten. Inten.
100 271,30 1004 145.20
] 1 CE=42V
] 754
] 283 .40 ] 18330 27130
50 50 239.05
] 255.40 32535 ] 159.10
R T N I 10 O O L e
01— INTIT ‘w‘ ‘\u\‘ ‘\M\“\‘w\‘\h‘m\‘ | 0 ‘ : ‘M\“‘\“ I “M‘
200 250 300 m/z 100 200 m/z
B3 170-l "ENAE (£ ) REYEFRE (48 ) EE
Inten. Inten.
100+ 27130 100 145,15 183,10
1 1 CE=43V
] 75
] 283 .40 ]
507 255 40 32535 303 H3s 27130
] 339301 554 118 95
1 | ‘\ L ‘\\‘ \‘MHM‘M\H\ 1l ‘\ | 1 | ‘ \‘\ L\ ‘ 1\97“1(\‘) I ‘ ‘
04—l L LR 0 i
200 250 300 m/z 100 200 m/z
B4 17p-lE"EEREE ( £F ) BB FRE (A8 ) £
Inten. Inten.
100 29530 1004 15885
1 ] CE=40V 19920
] 283.40 32535 757 145.0
50 255.40 31135 50 69.00 29530
] 105,00 | 17930
] 33935 25+ 22295
07‘ . ‘H\‘ “H \“ ‘\‘H‘\ \‘\‘ \“h\‘\ \‘HH‘\ “\ | 0: \‘ \‘L \U‘ ‘\‘ “‘\ L ‘M“ H\‘\ ‘H‘\‘ \‘ . .
200 250 300 m/z 100 200 300 m/z
B S R R ( £F ) REYBEFHRE (48 ) i
Inten. Inten.
1004 269.30 1004 14505
1 1 CE=35V
] 754 269.25
50 50
] | 301‘.30 254 159‘.20
% I N N S RTES B ‘ |
200 250 300 m/z 100 200 m/z

Eo iR (£8 ) X-wErHEE (68 ) EE
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Inten. Inten.
100 26725 100 23715
1 7 CE=30V
1 i 25120
50— 504
1 31330 ] 26725
] ‘ ‘ 25—; 22200 ‘
-t HH‘HH“HMMMHu
200 250 300 m/z 150 200 250 m/z
B7 CiEEmERE (28 ) R-EFEE (8 ) EE
Inten. Inten.
1004 315.30 100 134,20
1 1 CE=20V
- 26925 >3
507 507
] ] 1192 269.25
254
(}]‘H‘IM“ “w‘ ““““ 0:“““““““‘
200 250 300 m/z 100 200 m/z
B8 Sl ( 28 ) X-MEFEE (HE ) EE
Inten. Inten.
1004 31130 100 93,15
] 26525 1 CE=25V
754
50 509 26525
25 249‘15
(}7‘ T T T T [ T “ “‘ T ‘[ “‘ T T T 0: T T T T T h\ \“ T ‘\ T \‘ “\
200 250 300 m/z 100 200 m/z
B9 S ZIGMmAEAE (28 ) Z-MEFEE (8 ) EE
Inten. Inten.
1004 27330 100 27530
] 31130 ]
50 83.40 50
25540 32535 32135
Oi‘ L ‘ \\‘ \H\ \\H\ \‘ ‘\M‘H‘\MM‘HM H \ 0" —— “ —L “\ .
200 250 300 m/z 200 250 300 m/z

108 —B2-°C, ( £F ) MCHHER-d; ( AE ) AFFHEIERE

234 MXRR

BIRE A 100, 40, 20, 10, 5,2, 1710.5 ¢/L LR EFRETER( & 10 g/L (IRERHR g 1.2 PR E AR TE,
PUR B LL AR AAAR, IEERRLL ALAR, AFRESIERERM S, 21 11~ 18 Fior. s M RAE —EREER N LM RIF-
M. LMSeE. HXRBEBERATESRHRMEERIE 3.

Area Ratio(x10) Area Ratio(x10)
125 1.50
100 125
1 1.00]
0.75- ]
0.75]
0.50-] 1
] 0.50}
025
0.00 e — — — - — — — -
0'0 230 50.0 730 Conc. Ratio 500 730 Conc. Ratio

11 =B pofE T Efh % E12 170-if —BeA9ROf TR %
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Area Ratio Area Ratio
7.0—: 40
6.0_3 345-;
] 3.o-f
5.0 1
] 2.5
4.0 3
] 2.0
3.0 ]
] 1.5
2'0'; 1.0
1.0 0.5
e 00~FJ
00 230 50.0 730 Conc. Ratio 0.0 230 50.0 730 Cone. Ratio
13 17p-lf ZE2E9FRE T 14 El14 JRIERZAPRAE T fEhZ
Area Ratio(x10) Area Ratio(x 10)
4.0
is 6.0—:
3.0 5.0
25 4_0_5
20 ]
3.0
1.5 ]
2.0
10 ]
05 1.0—;
B — 0.0 ——
00 250 50.0 750 Conc. Ratio 100 200 300 400 Conc. Ratio
15 BEBR A9 FRE T 1Efh 2% El16 TG MR IPRAE T fEmZ
Area Ratio(x 100) Area Ratio(x10)
1.00-] 1
754
0754
| 504
0.50-] 1
1 254
0251 |
0.00 0.0 - e
100 200 300 400 Conc. Ratio 100 200 300 400 Conc. Ratio

17 ChelEfmasnE TIFr %

18 2 &M FRE T/Efi %
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73 SRR R &S

BRFR ZMEE R EER

Noo AW RAEEE B el (el (el
1 ;R Y = (0.120659)X + (0) 0.9998 1~100 0.05 0.15
2 170 —FE Y =(0.146104)X + (0) 0.9999 1~100 0.25 0.75
3 17p-M —F2 Y =(0.0709176)X + (0) 0.9998 2~100 0.65 1.95
4 KR I B Y =(0.039812)X + (0) 0.9999 1~100 0.60 1.80
5 i1 Y =(0.392514)X + (0) 0.9999 1~100 0.30 0.90
6 C I i Y = (0.129798)X + (0) 0.9999  0.5~500 0.15 0.45
7 C fe Y =(0.199119)X + (0) 0.9999 0.5~500 0.20 0.60
8 C &R Y =(0.175211)X + (0) 0.9998  0.5~500 0.15 0.45
24 BHRELR

3F 5 pg/L. 10 pg/L #1100 png/L SR AFRAERRIES: 6 J#HE, 3 MNMREFRE B AIEEmFRFIR & 58] /948 X Fr A 1R
Z9H4E 0.864 ~ 4.843% #0 0.034 ~ 0.638% =z |g], 1)(%%%&)%&!@0

x4 REBMEIMEAREEMER (n=6)

RSD% (5 pug/L ) RSD% (20 pg/L ) RSD% (100 pg/L )

EFTE
Area R.T Area R.T Area R.T
H=F 3.160 0.638 2.448 0.135 1.801 0.122
170-WE— B2 4236 0.323 1318 0.084 1.852 0.053
17p-f — B3 4.843 0.240 4.354 0.080 1.816 0.057
R B 4.401 0.454 4.675 0.084 2.846 0.097
W B 4.007 0.241 1.818 0.051 1.146 0.051
1% MR 4.753 0.271 0.929 0.079 0.864 0.059
C e B 2372 0.034 0.868 0.080 1.463 0.057
C MR 1.159 0.194 1.079 0.058 0.981 0.095

25 REEEE

AT EETTENRYE, TLIE}:E’] S EHRKFEMPRINREREE, H 17- i “EEMRIEERENRRE A 2
ng/L; HMAFERINRREA 1 pg/L, SR EEWE 19 i, NEFRTTNEE, BRI RETER EHERIF
9 NE R o
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J28730>171.20(-) 300 3:27130>145.10(-)
250 ]
1 250
2004 200
1 M=F 1 17-a-lf &2
150 ﬁ E¥ 1504 ,E E%\A
100‘2 100{
50 50
0 0
T T —— T
05 1.0 15 20 min 30 35 40 min
150; 2:271.30>145.20(-) 1004 4:29530>145.20(-)
1254 17-p-if — &3 1 g
] 75
50
25
o
e ——
35 40  min 25 3.0 35 40  min
i 6:269305145.15(-) 1rso ] S2ETISISLISC)
1000 ]
| 1R o] TR
750 ]
] 750
500 1
1 500
250 250
o 0]
T e e e R T
25 3.0 35 40 min 3.0 35 40 45 min
P269.25>134.20(-) 2500170:265.25593.10(-)
1000 ] . ] —
] C IR 2000 C IHIgEE
750 ]
1 1500
5007 1000
250? 5005
07 o
— T —— T
45 5.0 55 min 45 50 55 min

19 #3RK= B E BN A B % E

B i
B 7THEADREBSRURIEEIE LC-30A 1= MARATRIE{L LCMS-8030 BX AN EIRIR /K 8 FhifE M EAY
Tk, BIEMTRER, EENTRBEERY. =B, 17- B, RUEERFEERAE 1 ~ 100 pg/L RESEER
MR, 17- BT 2 ~ 100 ng/L RESEE AL RYF, CEER. Clriffc ZEEmE 0.5 ~ 500 pg/L iRE
SEEIN& M REF, AR RMNIREENAEXREIIE 0999 M F; HEAEENTAMRKESPRILESERE, &
BUnERiE e E 2R _ EHERTFHIE

() B LR AR AL ZHHL

LEHEESAKESTOS LITEH KiEHEIE: 021-22013542 http://www.shimadzu.com.cn



