SSL-CA09-321

~J B
u.EI 1=+
SHIMADZU

EEMHEHEE =8 NRFRIERKAE
N EME =R ERmP4Th iz A IESLIE
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BE.: A NMEFTEXRRAPMOARIEXRIEERIINBEYREL T RIEEELC-30A R =5 NIRRT
LCMS-8030RYH AT 7%, HREARNE, BBESRXURERIELC30ARENE, =EMRITFE Y LCMS-8030#17E
BT 2FANTRERZINBXREECH0.999 E; SMLOQEFNNIRARHATHER FLR, EEL1 2K FHIEmEmIRF
REBIS EIEXSTRAERZE D BITEL.774%~11.517%F00.016%~0.057% [8), {UERIEHEERTF. FHEEERA0.4 ng/g~20
ng/gZ 8,

RS RS BEF TR BEARACHE SEITRY

REMNEHRERBRS, FATFRNIAY, ER—LEL VAT REFRNINE, EEERBRRTRINEE
Wi RERPIADERINNSMEBEN D, HREETCNBENERATRA, RPERER, T8 SE=E LYK
B, HTRERR. PAHRERROVFHRYE, EXRAAMREERE2011E5A258MA 7 X TERITHRER ML
MERIABDERINTANBH . ERNERREER. HBYMENE. ZFRENES. BRIESENENRERR, ERE
B. 5. %, FIREVENPR~R, #31. 8. 2EERKRARLKR, UREGESRFHTHE. &
ERATZIEERNYER. AN ZACNAIREE—H) P IRFHHS BHUE KR EREIEAEAIE. FEARIER MAsh
FEEARERINE S . AXFH AR FESIURAEIENULC-30ATI=FE MR FHEULCMS-80308K A, 7 T HRIFEAR
MES RS R M P ATA IR AN 5%, BHERICNARSE

W scEES
L1{Y&R
A B B ERURAREIE{ILC-30A 5 =B MR FIE (L LCMS-803 0Bk R Gt RIAECE HLC-30AD> 25K

%, DGU-20AFELBHSH1, SIL-30ACHThHEHERSE, CTO-30ACHEFE, CBM-20AZR 41288, LCMS-8030=E
RAFRTIE(Y, LabSolutions Ver. 5.41 @1 T {Euk,

129051
DHTYFE: LC-30A
8 3% #F: Shimadzu Shim-pack XR-ODS II 2.0 mm*100 mm, 2.2 pum
AN A-0.01 %2R, 12mMBRREKER; B- 7B
S 3&. 0.4 mL/min
HEHEFR, Sl
 iE: 40C
AR BRERER, BRIMRIRE A%, REEFIER],
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1 RREZUEMEIN [ AR
Time(min) Module Command Value
1.00 Pumps Pump B Conc. 15
3.00 Pumps Pump B Conc. 30
5.00 Pumps Pump B Conc. 50
10.00 Pumps Pump B Conc. 50
12.00 Pumps Pump B Conc. 60
12.10 Pumps Pump B Conc. 100
14.00 Pumps Pump B Conc. 100
14.10 Pumps Pump B Conc. 15
18.00 Controller Stop 15
ﬁa\’fmx%%: LCMS-8030 BUSTHIERE: 250C
BB, ESI(+) IIFIEVERE:  400°C
BFREASE. 45kV AR ZREENMRM)
FH=: 2 3.0 L/min TYERAY ] . 30 ms
FIE=. &S 15 L/min FEIR B jE] ; 3ms
WHES i MRMZ%r. 2
* 2 ZEPUYHTE T LRSS HBER
Precursor ion Product ion
No. Name Q1 Pre Bias (V) CE (V) Q1 Pre Bias (V)
(m/z) (m/z)
144.20 -18.0 -35.0 -15.0
1 HIRE 7 355.20 -
212.10 -18.0 -25.0 -15.0
169.10 -19.0 -35.0 -11.0
2 BAIEAIL TR 391.10 -
135.00 20.0 20.0 27.0
135.008 20.0 20.0 29.0
3 b3k A 390.10 -
169.10 220.0 35.0 23.0
151.10 -19.0 15.0 -16.0
4 Xanthoanothrafil 390.00 "
107.00 -19.0 50.0 20.0
127.15 -16.0 20.0 13.0
5 ik 324.10 -
110.15 -16.0 20.0 11.0

i 2o thes 1, MRS ks



~J B
u.u?l e =
SHIMADZU

LCMSMS-015
1.3 FEmlE
FRAETS RO
DRFEEFINBEF R, Xanthoanthrafil X BRE2 mg [FEHE0.01 mg, Hi, HBREFRHE2.20 mgdBLTE

T2 mg)], E10 mLEMRF, NMPEFEABFEIEZE, Y, AL ,Z%P?jjzoo ng/mLEYEZ . Xanthoanthrafil
E@*T\}’E{i%%/e/ﬁzo
FIRBA R IE ST B 52 me(FE#EE10.01 mg), BS mLEM+, MPEFEABRHEREZE, B, IESRE

3400 ug/mLE’JﬂﬂLMEE’J*T\/ET%%,ﬁ,&O

ST E R AR B A4 meg(FEHE10.01 mg), Bl mLEMT, NMPEEAEFEREZE, EY, B
WRE 44000 pg/mLEYEE AR IENAREE B R

RS ERATMIA IR KU B R RESEK0.5 mL, E10 mLEAEMRF, MAB0%FREEE R
BZEZZIE, #£5, B8 8=E. Xanthoanthrafil 10 ug/mL, ftBiA$73E20 ng/mL, SEAMIAFIIE200 pg/mLIEE TR &
MR, RENBREEERU0NPIZA L LR, BRIIRENNBRIIESR. RLELNK: (DB
=X, Xanthoanthrafil 4, 10, 20. 40, 100, 200, 400, 800. 1000 ng/mLAERFIFAERR. Q)MLFIIEREHAS.
20, 40. 80. 200, 400, 800. 1600, 2000 ng/mLAYRFIFFARK. 3)REMIARIIE0. 200, 400, 800 ng/mL,
2. 4, 8. 16, 20 pg/mLARFFRAES K

BTN R TSk :

DAFRE O BREREBMNE0.2 ¢(FFHE] mg)T10 mLERELES, A5 mLBEEE, FRE. JRIEO s
f&, #BFE15 min, BRE, BIFE, ARENERLNER. BUFMARS0 uL, IIAS pg/mL RERER20 ulL, I
AeMREZE0.4 mL, JAKE30 /g, 13000 33010 min, BUEERFENBAR/MRH

A RAR B RYECHI 70K
B ERARA&R0.1 mL, AIAO.1 mL 100 ng/mLIFRER, JRIE30 s/F, 130005555030 min, BUEEREENARAR/)
M.

2. BRI
2 1FEREREIMRM & 5]

1. 05 ugmMLEBTE:

1:355.20>144.20(1)

3000000 - 1:355.00>212.10(+)

2000000

1000000

0
0.0 2.5 5.0 7.5 10'.0 12'.5 min
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2. 10 pg/mLE E ML AIE

3. 1 pg/mLAIAARIE

TPz
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LCMSMS-015

500000 —

250000 —

6:391.
6:391.

0>169.00(+)
0>135.00(+)

400000
300000 3

200000

100000

0

I | I

L
“s0 7S
11:390.10>268.10(+)

11:3

90t 10>135.05(+)

0.0

4. 0.5 pg/mLXanthoanothrafil

4000000

3000000

2000000

1000000

(=)

12:390,00>151.10(+)
12:390100>107.00(+)

e
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Area Ratio
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000 005 | olo Conc Ratio
B, Y= (121.862)X + (0.452883)
R=0.9992

Area Ratio

] [
2.0__

"0 100 150 Cone. Ratio

fliEFrAlE, Y = (0.00999328)X + (-0.0041112)

R=0.9969
23REEFE

LCMSMS-015

Area Ratio

—_
METETET I B

[

00 1’0 20 Conc Ratio
SRR, Y = (0.812102)X + (-0.0522003)
R=0.9989

Area Ratio
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0.65

O.iO Conc. Ratio

Xanthoanothrafil, Y = (114.74)X + (-0.147983)
R=0.9995

4MPa AR AN EBR T RETEE, SMEDTENEFINMEEREEREEAREAXREEEN

T

1. 0.4 ng/eBZEERIFR:

20000 1:355.20>144.20(+)
] 1:355.20>212.10(+)
15000 -
10000 5
sooo—f I
S e s B e
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BFRERTA:
200003 1:355.20>144.20(+)
] 1:355.20>212. 10(+)
15000
10000
50003
O_: T T T T T .ll |k T I T T T T T T T T T T T T T T
0.0 23 5.0 7.3 10.0 125 " min
2. 20.0 pg/gF E MR BRIER TR
3000
] 6:391.10>169.00(+)
. 6:391.10>135.00(+)
2000
1000—:
0] %kﬁj
00 2's 50 7'5 10.0 125 ‘min
SRMAFRERRZA:
3000
] 6:391.10>169.00(+)
] 6:391.10>135.00(+)
2000
1000
0] o An A
oo 0 Tals T T T s T T T TS T T T g T T T T s T in
3. 4.0 ng/gftik FRIEE BN
] 11:39010>268.10(+)
5000 11:39010>135.05(+)
2500—:
! .
0 RPN
oo T Tas T T T sy T T T s T T T e T T T T s T i
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4. 0.4 ug/g XanthoanothrafilF T NFx:

11:390.10>268.10(+)
11:390.10>135.05(+)

15000

10000

5000

0—

12:390,00>151.10(+)
12:390]00>107.00(+)

0.0

Xanthoanothrafil & i

15000 -

12:390.00>151.10(+)
12:390.00>107.00(+)

LCMSMS-015
125 min
' 12'.5 I Imm
125 min
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LCMSMS-015

2IEREER

MLOQREEFNMRE R 200 ME 122K, FEFEBEE, RENEMERRNES HERIORIFIR. 4
IR 2AEFUINRIEEIRFR B i 8 (9 E A IR ZE 2 BIEE1.774%~11.517%7F00.016%~0.057%= [8], F5EAERE
RiFo

No. " A IE AR No il xR Xanthoanothrafil
Area | R.T (min) | Area | R.T (min) ) Area | R.T (min) | Area | R.T (min)
1 43,531 3.431 7,444 5.099 1 15,154 | 5.564 |31,359 | 5.697
2 44,662 3.432 8,100 5.100 2 14,099 5.57 32,955 5.697
3 43,978 3.433 8,345 5.104 3 14,834 5.567 29,088 5.696
4 44,418 3.436 7,529 5.096 4 11,040 5.575 29,584 5.697
5 45,562 3.435 9,748 5.096 5 14,725 5.566 29,767 5.696
6 46,177 3.434 7,676 5.096 6 11,730 5.57 30,618 5.695
7 44,369 3.432 9,231 5.101 7 14,174 5.568 32,970 5.695
8 45,369 3.433 8,925 5.103 8 14,024 5.566 33,890 5.695
9 44,665 3.430 8,891 5.097 9 16,915 5.57 32,939 5.696
10 45,279 3.435 10,606 5.095 10 13,506 5.571 30,787 5.695
11 45,692 3.435 8,059 5.100 11 15,450 5.572 30,639 5.698
12 44,106 3.434 7,709 5.099 12 13,187 5.566 30,371 5.696
Average | 44,817 | 3.433 8,522 5.099 Average | 14,070 | 5569 | 31,247 | 5.696
%RSD | 1.774 0.055 11.517 0.057 %RSD | 11.330 0.056 5.023 0.016
B 4ig

BN T R EESIURIEE YU LC-30AF = F MR FRIE{ LCMS-80308% AN EHTE 5 (R IER P 4Fiix
BARAEKIETEARIMNBITT7E . ZFRE SRR, 2N BEZLAIAERRETE0. 99 £, BiEBEMRERE=EN
AT BRRE A BT DUR B HUE 5 (R P A AR AR IE R RN T EE K

(] BiEEIKMARARFRZFHFH L

LiEHmEEBRmKST0S A IHEHR Bi@HEIE: 021-22013542 http://www.shimadzu.com.cn



