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1 LCMS-8050 CL BXA &%, BAiK

FCE 9 LC-30AD CLX2 (%i/&3R) , DGU-20As; CL (TEZLAZSAN) , SIL-30AC,, CL (Bmhi#tEss) , CTO-

30A CL (#£E#8) , CBM-20A CL &%z %I28, LCMS-8050 CL = E MR AT R IE(Y,

B3 T {Eik,
1.2 Dirst
AR &1

&Bi%iE: Shim-pack Velox SP-C18 (100 mm x 2.1 mml.D., 1.8 um,

P/N: 227-32001-03)

MapiE: AME -5 mM ZERSRUKAR; B AH - FRER:

IR 0.5 mL/min
& 60°C
HEEE: 10 uL
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LCMSMS-571

&1 BEEBERER
Time(min) Module Command Value
2.00 x B.Conc 40
2.50 £ B.Conc 45
3.50 £ B.Conc 50
4.60 R B.Conc 55
5.70 R B.Conc 55
5.80 R B.Conc 70
7.50 xR B.Conc 70
7.50 xR T.Flow 0.5
7.51 R B.Conc 95
751 R T.Flow 0.8
8.50 R B.Conc 95
8.50 R T.Flow 0.8
8.51 xR B.Conc 35
8.51 x® T.Flow 0.5
10.00 batallfs Stop
Fig &4
DHITYES . LCMS-8050 CL DL EE: 300°C
HFIR: ESI() FEHUEE . 500°C
ESmE: 3.0 L/min FIESRIE: 10.0 L/min
poFASGAE : 10.0 L/min PR ZRAEN (MRM)
EILRE: 400°C MRM &%: & 2
&2 MRMB¥
2 BYHE  WEBF  CUBT ;;SP(“VG) CE(V) ;gsp(rve)
GAEER LCA 375.1 375.1 11 21 16
A ABER DCA 391.2 391.1 15 38 18
by e i CDCA 391.2 391.1 15 40 18
RER SEHBER UDCA 391.2 391.1 12 21 18
RERL CA 407.2 407.1 12 39 18
HaaiBi GLCA 432.3 74.1 18 39 15
Haptapeig GDCA 4482 74.1 11 28 15
BRI AR GCDCA 4482 74.1 11 20 15
HERER A ABER GUDCA 4482 74.1 11 37 15
HayEki a e GHDCA 4482 74.1 11 37 15
Ha e GCA 4643 74.1 11 41 15
Sy =fivy TLCA 4822 124.0 11 52 11
4-TEp A ABER TDCA 4982 80.0 12 84 27



~J B
||:1|| 1) /3=
SHIMADZU

Excellence in Science

FHEEHS R EARER
FHERER EUARER
R EAREL
AR
FRBER -D4
Rt peE: -D5
HiBRR & AEES -D4
AERREABER -D4
ABEZ -D4
Ha#sht A -D5
HEgeR AR -D7
HERER -D5
HEEAAEER -D5
H-EERS A EABER -D5
H-TERERT S ABER -D5
H4-FEABER -D5
SIEAR A AERR -D4

TCDCA
TUDCA
THDCA
TCA
LCA-D4
DCA-D5
CDCA-D4
UDCA-D4
CA-D4
GCDCA-D5
GUDCA-D7
GCA-D5
TLCA-D5
TCDCA-D5
TUDCA-D5
TCA-D5
TDCA-D4

498.3
498.3
498.2
514.2
379.1
396.2
395.2
395.2
411.2
453.2
455.2
469.3
487.2
503.2
503.2
519.2
502.3

79.9
79.9
79.9
80.0
379.1
396.1
395.1
395.1
411.1
74.1
74.1
74.1
124.0
124.0
124.0
124.0
124.1

19
12
19
20
11
15
15
12
12
11
11
11
11
12
12
20
12

76
74
76
78
21
37
23
21
21
37
37
41
52
54
50
54
54

28
28
16
17
16
18
18
18
18
15
15
15
11
11
11
11
11

LCMSMS-571

1.3 tEmR i mblE

RS R ECH]: BY 17 FRAB+E

REARENR, BYISRERS BRERIIRENVELIFR, BAEREIX 3.
WARAR BB RaEECE AR TIER, BY 100 uL AEAR, O 10 L AR, SRIERS, ##F 10 plo

£3 FEBELRERE (ng/ml)

RS B L1 L2 L3 L4 L5 L6 L7
1 LCA 0.25 0.5 2.5 5 25 50 100
2 DCA 5 10 50 100 500 1000 2000
3 CDCA 5 10 50 100 500 1000 2000
4 UDCA  1.25 2.5 12.5 25 125 250 500
5 CA 5 10 50 100 500 1000 2000
6 GLCA 025 0.5 2.5 5 25 50 100
7 GDCA  6.25 12.5 62.5 125 625 1250 2500
8 GCDCA 125 25 125 250 1250 2500 5000
9 GUDCA 25 5 25 50 250 500 1000
10  GHDCA 0125 025 1.25 2.5 12.5 25 50
11 GCA 3.75 75 375 75 375 750 1500
12 TLCA 0.25 0.5 2.5 5 25 50 100
13 TDCA 2.5 5 25 50 250 500 1000
14 TCDCA 25 5 25 50 250 500 1000
15 TUDCA 025 0.5 2.5 5 25 50 100
16  THDCA 0.125 0.25 1.25 2.5 12.5 25 50
17 TCA 0.625 1.25 6.25 125 62.5 125 250
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LCMSMS-571
FEmRAI IR A BY 100 pL B4, SO 300 uL 285 (RE 10 ub RAFR) , ®EEHA], 13000 rpm Bl
5min, BY 300 pL E&E®R, 60°CASWT, A 100 uL ¥amsEEA, K595/GE, BEil#EE 10 ul.
ZRITIe
2.1 MRM &% E

Q375.10 () 5.83e3 Q391.20>391.10 (-) 1.79e4 Q391.20>391.10 () 1.09e4

100.00 - 100.00 - 100.00 -
%\A/\\‘ %- \ %-
0.00 0.00 . — = 0.00
525 550 575

Tr oo oy i |" e
6.75 700 725 750 5.00 2 550 575

RT RT RT
LCA DCA CDCA
Q39120539110 (- 31904 Q407.20>407.10 (-) 1.59e4 Q43230>74.05 (-) 2.15e3
100,00 - 100.00 - 100-00 -
% \//\Lﬂ ) i
0,00 _ 000 5= — 0.00
300 325 350 375 '350 375 400 425 450 475 500
RT RT RT
UDCA CA GLCA
Q4482057405 (-) 436e4 Q 448.20>74.05 (-) 424e3 Q 448.20>74.05 () 1.59e4
2718 - 100.00 - 100.00 -
%- ) %- / ‘ %-|
218 0.00 A 0.00 -
325 350 37 00 325 35 500
RT RT RT
GDCA GCDCA GUDCA
Q 44820>74.05 (-) 1.56e4 Q 464.30574.05 (-) 1.36e4 Q482.20>124.00 (- 377e2
898 - 100.00 - 100.00 -
% - % | A % -|
2735 ——— = © 000 — 000 =
150 175 200 225 250 425 450 475
RT RT RT

GHDCA GCA TLCA
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Q498.20>79.95 (-) 1.23e4 Q49830579.90 () 12404
100.00 . 100,00 =
% | %_-
0.00 -t 000
325 350 375 300 325 350
RT RT
TDCA TCDCA
Q 498.20>79.90 (-) 2.20e3 Q 514.20>80.00 (-) 1.56e3

5146 -

22 ZMNELR

——
175

THDCA

— T
200 225

RT

100.00 -

% -}

TCA

1 FRERRE LLRE R BiEE

Q 498.30>79.90 (-)
100.00 -

% |

LCMSMS-571

1.94e3

AT EmRIE 1.2 PRIDREHIT N, NIRERIFIRERL, AREMAERIE 4, 17 MAEAERIEAT /&R
LRESDENLMEEXREIIAT 0.994, EHERHE 100£15% UHNBER,

=4 FEMLRERES (ng/mL)

S B SRk LEBE (ng/mL) BXRI ERE (%)
1 LCA Y =(0.107336)X + (0.00484765) 0.25~100 0.999 95.3~106.8
2 DCA Y =(0.00465773)X +(0.00226675) 5~2000 0.999 97.7~102.3
3 CDCA Y =(0.000470887)X + (0.000572060) 5~2000 0.999 96.6~101.4
4 UDCA Y =(0.0162286)X + (0.00650418) 1.25~500 0.999 95.0~110.6
5 CA Y =(0.000608651)X + (0.000332210) 5~2000 0.999 95.4~103.1
6 GLCA Y =(0.00268132)X + (-1.18436e-005) 0.25~100 0.999 96.2~107.1
7 GDCA Y =(0.000833592)X + (-0.000634302) 6.25~2500 0.998 92.2~107.6
8 GCDCA Y =(0.000459801)X + (0.000742539) 12.5~5000 0.999 94.8~106.4
9 GUDCA Y =(0.206122)X + (-0.00552275) 2.5~1000 0.999 95.5~106.0
10 GHDCA Y =(0.271931)X + (-0.00569851) 0.125~50 0.997 89.6~110.5
11 GCA Y =(0.00614234)X + (0.000231065) 3.75~1500 0.999 96.5~106.1
12 TLCA Y =(0.0708446)X + (-0.000773494) 0.25~100 0.998 89.7~107.2
13 TDCA Y =(0.0128844)X + (-0.000860893) 2.5~1000 0.996 91.3~114.0
14 TCDCA Y =(0.0164394)X + (-0.00236681) 2.5~1000 0.994 87.7~113.1
15 TUDCA Y =(0.0115057)X + (0.00153150) 0.25~100 0.999 94.7~106.7
16 THDCA Y =(0.793129)X + (0.00922271) 0.125~50 0.996 87.9~103.7
17 TCA Y = (0.0625649)X + (-0.000302437) 0.625~250 0.997 87.1~107.6




h%:EB
il /=
SHIMADZU

Excellence in Science

23 ERERBRENESLS

LCMSMS-571

213 FHRIREDENEAMEANRTEREREREARTSRERT M, % 1.2 PR F4XT
FREmETON, 8TERTITHE 6, RITRIEMELSRINERS IR, SRERRIEMNERWRLS
KREEIRERE, 97 90.9~113.4 28], BHEBKRNVEFT K. HHmFITHE 6 MEHEFDN, EEMRBI RSD £
0.2%~13.5% Z 8], e lmPRME T 3K

%5 FEERERBREEREE (n=6)
LQC MQC HQC

= ﬁgﬂ/ﬁf B (%)  RSD(%) ?;gﬂ/nzf B (%) RSD(%) ?Eg”/:ff B (%) RSD(%)
LCA 1.0 101.3 2.6 10.0 97.5 1.8 80.0 93.2 2.1
DCA 20 94.9 1.9 200 94.6 1.7 1600 95.9 1.8
CDCA 20 97.9 0.2 200 95.7 1.8 1600 93.3 1.4
UDCA 5.0 95.2 3.0 50.0 934 4.2 400 92.2 3.0
CA 20 93.6 3.6 200 954 3.7 1600 96.9 2.1
GLCA 1.0 96.5 2.1 10.0 94.9 3.6 80.0 98 2.5
GDCA 25 92.5 4.6 250 100.6 2.0 2000 94.7 2.4
GCDCA 50 97.3 1.1 500 100.7 1.3 4000 109.5 2.4
GUDCA 10 99.3 5.0 100 98.4 1.9 800 107.5 1.9
GHDCA 0.5 90.9 8.0 50 93.5 6.4 40.0 100.9 2.2
GCA 15 994 0.7 150 100.5 1.0 1200 106.3 13
TLCA 1.0 99.3 13.5 10.0 100.8 5.7 80.0 107.2 1.0
TDCA 10 102.4 2.7 100 108.3 2.6 800 1134 3.2
TCDCA 10 91.5 1.3 100 91.9 3.2 800 102.8 4.3
TUDCA 1.0 97.7 49 10.0 104.5 1.0 80.0 92.1 2.1
THDCA 0.5 96.3 10.0 5.0 112.5 6.1 40.0 94.3 7.2
TCA 2.5 994 55 25.0 95.3 0.3 200 95.7 4.8

2.4 PR @NELE R

B 4 #ORIMB G, % 1.3 PRIRIAIES AR 1.2 PRV MFAHITNE, SRNE 2MKR6, ZHERH

B BERRE MR ER.

Q375.10 (+)
100.00 -

% |

0.00

3.89%e4

I L
6.75 700 725 750

LCA

RT

Q391.20>391.10 (-) 291e5 Q391.20>391.10 (-) 497e5
100.00 - 100.00 -
%- %
0-001----|'£--'T'---|-n 000 -5
500 525 550 575 525 550 575
RT RT
DCA CDCA
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Q391.20>391.10 (- 2.73e5
100.00 -
% -
0.00 -~
300 325 350 375
RT
UDCA
Q 448.20>74.05 (-) 2.32e6
27.18 -
% -]
218 e
325 350 375
RT
GDCA
Q 448.20>74.05 (-) 3.07e5
5.95 -
282 L e
150 175 200 225
RT
GHDCA
Q 498.20>79.95 (-) 493e5
100.00 -
% -|
000 - 7
325 350 375
RT

Q407.20>407.10 () 8.15e4

100.00 -
% |
0.00 -5 —

350 375 400

RT
CA
Q 448.20>74.05 () 24365
100.00 -
%_
0.00 .
300 325 350
RT
GCDCA
Q4643057405 (- 642e5
10000
%]
000 = —
1200 225 250
RT
GCA
Q4983057990 () 461e5
100.00 -
%_
000 -
300 325 350
RT

LCMSMS-571

Q432.30>74.05 () 897e4
100.00—
%_
0.00 =
425 450 475 500
RT
GLCA
Q 4482057405 (- 3.02e5
100.00 -
%_
0.00 =
175 200
RT
GUDCA
Q482.20>124.00 () 237e3
100.00 -
%]
0.00 = —_—
425 450 475
RT
TLCA
Q49830>79.90 (- 8.45e3
100.00 -
%_
0.00 -= k
150 175 200
RT

TUDCA



@ 3
SHIMADZU

Excellence in Science

Q498.20>79.90 () 8.74e3 Q514208000 (-) 456e4
898 - 100.00 -
%- %
273- 0.00-.....4... —_—
150 175 200 225 50 22 24
RT RT
THDCA TCA
2 samplel BigE
x6 IlmARFmlESR
Name samplel sample2 sample3 sample4
LCA 4.5 3.0 19 3.4
DCA 79.5 55.4 44.4 54.8
CDCA 255.2 49.0 45.7 112.1
UDCA 27.9 8.8 6.7 15.0
CA 48.3 15.6 12.8 184
GLCA 8.2 1.6 0.8 3.8
GDCA 175.7 18.7 46.9 24.2
GCDCA 15.5 43.3 2.7 110.2
GUDCA 132.3 5.9 9.6 147
GHDCA 1.0 0.4 0.5 0.6
GCA 257.4 177 43.4 13.8
TLCA 1.9 1.2 0.5 0.4
TDCA 48.1 45.5 69.9 7.0
TCDCA 212.3 62.3 56.1 18.5
TUDCA 51 1.3 11 0.3
THDCA 0.1 0.6 0.5 0.2
TCA 44.2 17.9 24.1 2.1

L Echi

A B2 mARAESMREEIEMN LC-30A CL 5 =5 MR HRE
17 #hREHERRIRTNE B 75 7E o (BRI R AR AR da SR INATF qa it 1T 7 AR ERE RS
HERETRIZFELEEER, TVEREEXREIIKRT 0.994, 757EEWHERIE:

BIER LA IRR A IS AT BRI R AR B 2,

BRI ER(PE)ARAE -

Shimadzu (China) Co., LTD. — Analytical Applications Center

s videslIN

LCMSMS-571

1Y LCMS-8050 CL BEXFRZIL 7 AR IS

BERE S,

BEHR]HE ImR B BRI FER.

BENAT

Email: sshzyan@shimadzu.com.cn

Tel: 86(21)34193996

http://www.shimadzu.com.cn





