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BE . AXKALCMS-IT-TOFEES T B8P IEERINARMEE . WIEE. BRIMEE | BRME | B4 E36T
WERNEERNTT R, #T=RRENITHHESHTRNRENE, BN HEROBRERENR. B0, EHEZER.
WRABF LA, BT BN EFRAR AR ERIEER A%, WENEMSERE . BMHEE | . BRIEE | &R
ME36450.0~1000.0 ng/mL; FMEHE MRS 45.0~100.0 ng/mL, r>0.9977, EEXEER. FMHEEEL0
ng/mL; FEAMAE7 ng/mL; FEMFS | 58 ng/mL; BEMEAE 1152 ng/mL; FEMEE41 ng/mL, FEEMWMHAENIRERE.
1.4~2.1%,

X587, BEXEEIR BBEE-FOLE FRI0F LCMSIT-TOF

IELERERBTINANRTEEREUFANEENECRERE. BA. FBREEH &PEIEERINGE
o BREZREEMIIINELT UERRNERMPOER, BRHERNEHAEASEMFIIRREERANER
BAZIEAR, PURZE. DURELE. s UERZTINER, SRR TBEE, RERENER
FEERE,

FEXEFEEENFLERT, TEFRME. WMEBEO. BMIMEE | | RIS | MR E3 X EME MR KRN
HEYFRED, HAERZLERRPEANEEESHFLL, BRMEE. BRME | | RIS | MBRMER362018
BETWHH, LRABRESSEAREEER, FTHERE, AERNABTFERENRENESHERENN
B, FRRELARNASHTRAENENENERZA. Kl REREN/NEEETEZEIERET,

N HCI

o HO. ‘
H3C\2H | Z::HB QN:NONHZ el NJ\l\ij\sowa
WO e Rt |

‘ OoH NaO,S

,/N H

VL OO0
SO4Na

gl BR1E3436
BT ASCHESE R LR AR 2544 2



|'i_7_| =3
SHIMADZU T~

LCMS-IT-TOF-021

ETXEFHEXENRRLTEEE, ELERE. RXEEFHRNEHPREHNEE, SRYREHEEL™
PR R M T ZIET, METRAINEEAFLARNRRETIEN, FLRMCNER. Bt
BIENTTEE BRURIABIEEAMHPLC). RIAGIE-FUEKAEZRREE-FOEKAE, WEEENeNTEES
FEAREEE. REeE-RRREES. REBNERLENEEREEE-FOERAL. RiEelk. TRk
EE, RETNEBRPERNTRTFERRRE, TENTEXARFRNREERR, MAFLERMICN L
BHERMERE . WS, RS | . RIS | MRMER30NTTE. BRsk D —ERGES. NUREANNTTE.
SRURAR-EBE FUERNECA(HPLCESUMS) EE TR EIR. HWRSMRBESHER, S ZEATHAYNG
MEHEEXII . MRBIT-TOFRNNITEESRERE, AXELT —H50 mmol/LZRB/KA RS RER
50%. FHER1%BEREE. WAXERZEBIESL . BURGEFH AE T T 8 SREXSUE(LCMS-IT-TOF) B9 E 7T
%o IT-TOFEREE. SOWER. SRBEERE. RUTNETEE, AERERZKRERNNBIUEHEE KR
RIS

B XRFE
L1 X8R TTIE
1111288
ERUBARE (LS RUFLCXR RS, SIELC-20ADXR-2(5/KIR), SIL-20ACXR(A#Ii#HRR), CTO-20AC(HER
#), CBM-20A(RZEEHIRR), DGU-20A3(ELMSHDHILCMSsolution(THESE), FUf{Y: H5RLCMS-IT-TOF,

1.1.14y88

MBI AL | MEFLUKA, FMESEMETOKYO TGI. FRMERS || FIB2 #3604 B Dr.Ehrenstorfer GmbH/ZY
B, FREMERR: 100 pg/mL, FREEMFROERNERMFRSETRIEAR. IEENEREMERF MEERERNITE
B BEERSE, FER, 7B, FEEARIAEEAgiRT. RaERKAMIl-QEB4K,

1.1.3 HPLC% 14

MENMEA: 5 mMBEEZER0. 1% FRER/KA R ; ARENHEB: ZB5; AE: 0.2 mL/min; ®iE4F. Shimadzu Shim-pack
XR-ODS, 2.0 mmx75 mm, 2.2 um; #AEEIR. Sul; HR. 40°C; KA. BREER,; BERM. RshBEwm
30%B,

Time Module Command Value
4.00 Pumps Pump B Conc. 60
6.00 Pumps Pump B Conc. 60
6.10 Pumps Pump B Conc. 30
10.00 Controller Stop
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1.1.4 R &1

BR: ESI, IEAEFRENGN; REEE: m/z 150-500; MHAEHUER: 250°C; CDLIRE: 200C; Fk
SME: 1.5L/min; FERESRE: 10 Lmin; BFEBRE: EBF+H4.5kV, RBEF-3.5kV; M=BHE: 1.70 kV;
RAEF .. BhEBERABE, IMREREREL.

1.2 B BRI EE

FREXL.0 it £ F50 mLEOEF, AIA10 mLEBBUE R (50 mmol/LZBR$E/KER & FEES 0%, FlZ1%), BRI
30 min, 10000 r/minE:(+10 min, HEREBES—BOUEP, FHEPIMALI0 mLIEBURRFERIZ, &HFEKIZR
B

5.0 mLAERIREUE, ARMBZEBAEEES (50 mmol/L 2K ARERRI%BERERE S0 mL, FTWAX
EHEZEEAE(3 mLEEZ. 3 mL/K. 3 mLEERRBUEM), A2 mLHIER(50 mmol/LZEEB/K SR & REZS%, FRR
1%). 2 mL7K, 5 mLZAEBBGC%EKBPER)ER, WERRRKR, RERELT, AMSHRERGS mmol/LZERE/KER
SHEES0%. FR1%)ERELO mL, 1$0.22 umiEEERIEEIERIENE.

1.3 RN B

LIRS, RAERS mMESER $20. 1% BEUKARBUREEA, ZHEARENEB, EIGREEE M
T, BB | . BRI BRMEBOEAB TR TN, WEEEMEMEEEEEFEXNTREN, BIFRITE
AR, TER2A pg/mLAFREIRAEIEE

[T268.1790 (3.99)
1:213.1140 (5.00)
30000000 151377 0421 (5.00) ! 4
12:352.0732 (4.00)
i 5
25000000 |
20000000 |
] 2
15000000 |
10000000 | 3 }L SR
5000000 Jk J
0
——— e
0.0 1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0

K 2 TR geR R AR s (LA s 2 R 3 RMERE 15 4FRMEREIL; SRR 36)
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LCMS-IT-TOF-021

YRR sl Sy FHR R HL i PR LOQs(ng/mL)
Tk et Y=(33,155.96)X+(520,990.4) 0.9977 10

B R Y=(240,170.8)X+(214,779.1) 0.9994 7
TR 1 Y=(5,695.165)X+(30,429.100) 0.9991 58
gl Y=(20,225.69)X+(168,886.8) 0.9998 52
TR 36 Y=(21,787.80)X+(155,560.0) 0.9996 41

E: YAEEIR, XA#HERE (ng/mL)

RERERARERERFIUTIESR. TERKR.: BRMEE | . BHEE I . BEERGRITRRIIREAS:
50.0, 100.0, 200.0, 500.0, 1000 ng/mL; FIEEEFFIEIEMACRA: 5.0, 10.0, 20.0, 50.0, 100.0 ng/mL, 7>5E
BT PR E TIEfZ (B3 REMEIRAREGRD, 23NEELMEeENT: RS |« BRIEE | RERME36
50.0~1000.0 ng/mL; BB EFIRR EES.0~100.0 ng/mL, 120.9977, PBEERRLLITTE R AZAIAIIC IR (LOD)AA T :

R

Area

1+ (520,990.4)
11=0.9977

AR T
Y = (33,155.96)X

25000000
20000000 —f
15000000 —f
10000000 —E

5000000 -

Area

g
Y = (240,170.8)X
+(214,779.1)
1=0.9994

o]

10 ng/mL; F4FE: 7ng/mL; BEMHAS | . 58 ng/mL; BRMHS Il ; 52 ng/mL; ERMEE . 41 ng/mL,

20 S0 700 Cone. oo o 500 7o ot
Area Area Area
20000000 ] 1 ms
{ Bt 1 20000000 - FERHERS 1T 000000 3 B30
1 Y =(5,695.165X 1 Y =(20,225.69)x 1 Y =21,787.80)X
15000000 4 +(30,429.100) 000000 ]+ (168.886.8) aoooo00 ] * (155.560.0)
1 =0.9991 1 r=0.9998 1 =0.9996
10000000 _ 10000000 - 3000000 _
1 2000000 4
5000000 - 5000000 — _
P —— L S I 0 —_— —_—
250 750 Conc. 230 500 750 Conc. 230 500 750 Conc.

B3 LRk ARIE T A 26
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2.1.2 EVMHEAEWCRLE

IX1000 ng/mLER4EFE | . BRMEAE Il . BRMEFR36F0100 ng/m LA M EARIEFEARER R AR, EMERSNS
R, EERNBNEIM, FHRmER2, NR2PTTIEY, 235 MERJHTSREENE, FEEN AL
RE. 1.4~2.1%,

R 2 IR RRHI EELE S
Bl A MR 1

gk PRIERE 1T M3 36

TiH

RT

e [ AR

RT

e T AR

RT

e i AR

RT

e i AR

RT

e I AR

1

3.770

36,383,007

3.427

26,740,858

2.208

6,595,053

3.986

24,081,372

4.935

26,123,953

3.770

35,973,927

3.471

25,394,720

2.214

6,833,800

3.990

23,999,640

4937

25,891,875

3.772

35,126,712

3.457

26,463,336

2.215

6,583,618

3.991

24,101,678

4.938

25,868,132

3.769

35,381,408

3.471

26,488,084

2222

6,857,912

3.990

24,797,374

4.936

25,997,324

2
3
4
5

3.768

35,293,079

3.467

26,322,481

2213

6,619,822

3.990

24,501,573

4.941

27,206,734

L

3.770

35,631,627

3.459

26,281,896

2.214

6,098,041

3.989

24,296,327

4.937

26,217,604

RSD%

0.039

1.48

0.53

1.97

0.22

2.02

0.049

1.40

0.047

2.14

DAM=EMESR, FN=MRENIMESHTEMRERAR, NEHINMREIKER, SEEFERSHE
B TR EIR R TE79.80~95.20%2 8], RSD(%)<5.0,

3 IR R S

et - . IR e fE [ RSD
(ng/g) (ng/g) (%) (%, n=6)

i ND 20.0 18.4 92.00 3.1

ey Al ND 40.0 375 93.75 2.8

] ND 100.0 95.2 95.20 2.5

il ND 20.0 18.5 92.50 2.6

TRl P A Bl ND 40.0 38 95.00 1.9

Al ND 100.0 94 94.00 2.3

il ND 80.0 72 90.00 2.9

FRIERS 1 Wt ND 200.0 162.6 81.30 35

] ND 400.0 359.8 89.95 1.8

[SiET ND 80.0 71.2 89.00 2.8

BRI 11 Hif ND 200.0 164.5 82.25 32

] ND 400.0 361.2 90.30 2.7

Al ND 80.0 73.2 91.50 3.1

TR 36 il ND 200.0 159.6 79.80 2.6

] ND 400.0 349.5 87.38 1.6
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2.2 BT
KARDEFERX, 92 pg/mLAFERBINARMT, BEFHFRNEZRMKESR.
2.2.1 E}ﬁ'lﬁﬁ)‘[ﬁ(CHHﬂNzuHCI)
Inten {80, 000 000
mMms' ESI{+)
2681812
05
213152
lz--r: T
[ SES———— —

100 200 “abo 0 a4l b0 B D miz

mten{x1,000,000)

204 MS? BEFmiz 2681814
147 9937
2.0
Y izt
] i 2691837
100 200 300 o s &d0 70 miz

mten{x10,000)

MS® EEF miz 147.0922

Tz Tade 0 wdo | sde 0 ede Tt miz

4 TR R 1) 2R P
HEBFRAT, WEBENMH] DT ETFIER268, HAEHERR BT Am/z 1475m/z 132, XTEERRTA
HORR IR B R AR e = AN R B fm/z 147, #—PBERARE~EBHEE Fm/z 132, XEBFTR
RTRMEBENEE R, BTMENEED X R U EMRHER T IR T AR SA RN T .

Cq7H21N3

268.1814&311,\1 o
: S
‘\+H CN
CN H3C\N/©/
-
H3C\N -CH3

HsC
CgH1oN2

CgHN, 147.0922
132.0687

Bl 5 Bl Pk A (Cr7Hai N « HCD R AL
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2.2.2 B HFE(C . H,.N,uHCl)

mienx 10,000,000}

204 Ha |84

MS! ESI{+)

'3'“-......... S S S
3 100 130 200 230 300 30 400 430 miz

mien(x100,00d)

201 e MS2 BEF miz213.1140
1.:|_: 196 0530

] 1-:3.-E-' r

1 107 53 158.0864

5 100 130 2da 280 sdo =0 o 130 miz

mten{x10,000)

1629771

MS® &2 F miz 196.0875

634552
5673, 34azes 1909771
o Y — T T T T T 1
100 150 200 250 300 350 400 450 miz

K6 B MRS IR 2R 11

HEBFERT, WEBNMH] D FEFIEAN213, HFEHERR BT Am/z 196, m/z 1695m/z 121, T
BORRIEABRR T A4 — R EERFINEEBEIRA B Fm/z 196, XNERBFH—FSERCINBEIRA BFm/z
169, BN RERKEINED = EFHEN B BHEFA BT m/z 121, ST sEAHEA RN T .

@
N H,N i|+H
2

Q”:NO N2 N:N@

Ci2H12Ng -NH; A
213.1140 CoHoNs
-CeHgN 196.0875

o -CHN
HoN —‘+H ®_|+H

CeHeN3
121.0640 Cy4HaN;
169.0766

7 THIERE(CH 1Ny « HCDI 24
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2.2.3 ERM4#% | (CH,N,O,SNa)

I ntendst, 000,300}
7.5

] wrpes MS' ESI()
LT/N
28]
] 2023569
i1 1 — . . — — I T . . —
5 W 150 20 2% 3o i ) 0 iz
| men 3¢, 000,000)
5.0 171 0004
] Ms?  EEF miz 327.0440
2.5
] T QETS
:|E- e T T T T 1
= 00 150 200 50 00 28] abo 20 iz
Inten {100,000,
107 0355 MS® EEF miz 171.0017
. 106 a4
e Tk T T hd T T T T 20 =k o el dE iz

8 WRIERE T AL &1 1%

ARBFRAT, BREBINM-H 2 FEFIEAN327, HEHERFR BT Az 171, Sm/z 107, EFRTFHRMERE
IR ZEL EREMEBD T EFHENEREE T2 171, IR BTH-—LER SR ERR BTz 107, B
PRI T RER R T :

Qo
S A

OH
C16H12N204
327.0440 \-C10HeNO
@_‘-H

CgHgNO CgHgNO3S
107.0371 170.9990

K9 BRYERS T (C6H  N,O4SNa) [ 2L s
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2.2.4 BRMEFS 11 (C\H, N,0,SNa)

Inben {10, 0DD,000)

LCMS-IT-TOF-021

15 ms! ESI(-)
] 327 paTS

1o

05

.:,.'\E ZELTEZ
=h 150 ado 24 abo 15 450 o iz
mien{x13,000,000}

] 171 ga0s MS2 HEF miz 327.0440

|:| 5_-

ool _egm)  awger  smpes
el 130 200 250 300 340 400 430 miz
It n 26100, 000,

5.0 i
] 107 3% MS? BEF miz 171.0017

2.5

oo 00T : : :
5 120 200 280 300 ) 400 450 mz

10 FRVERES 11 1) 282 it Pl 1%

ERETERT, RIEEIGMHIH FETFIEN27, REERABTAN. 171, Snz 107, ERTFHRE
1 | BB ELFMBH S EBENBERETFm/z 171, IMBHBTH—5E R QR R E BT,
107, BRMEA I TTREMOBLRITERINT

SR
) » )
A
OH HO
C16H12N204S -C1oHgNO
327.0440

N
R s

CgHgNO CeHgNO3S
107.0371 170.9990

Kl 11 PRYERE I1(CgH, N,O,SNa) (1) 2 4t
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2.2.5 B 36(C,,H,,N,0,SNa)

L e nyx 10,030,000}

20 p
] 52 q7Es MS' ESI-)

1.0

245 9607

I:In"""']"" "".‘?"""']"' L P L
= 100 150 200 250 300 350 a0 450 miz
mengx 10,000 000]

2o 3 MS? = F m/z 352.0756
E 155 9899
] 3520800

1.0

. g |
5t 10 120 200 250 300 390 400 430 m'z
renx1,000.000)

1. S Ms® HEF mi/z 155.9908
- [ rs

15]

N
# 10 130 2d 21 sho 30 sl 13 mz

12 RS 284 A Pl

ERBFEANT, BERIHM-H 9T B FIEHN352, HAFERA BT Am/z 156, Sm/z 80, ERFHIEM
A D BT ELBESRS EEBTHNERESFm/z 156, XABE BF#—5 BT ELEREHEERE BF
m/z 80, ERIMEF36TIREMZLRIM BT

§=0 %-H

C1gH15N303S
352.0756
l—C12H10N3

A\ /O
°* — » -9
“CeHa HSO,
CeHs03S 79.9568
155.9908

& 13 IR 36(CigH 4N;05SNa) K ZA AR 1
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B 45

RFERE. RE. AR, TATRAPEMEE. WEHE. RIS | o RS | RRMR36FIRERINNT
b ZAt A9 ) B E K HAILE

ARXHFRAURMEAS . TR . BRIERE |« BRI || RRM R 6 EME BN TLARERE R M TN —EA
TEX, BY—E8MNRENNETTE, ABNRATLAEEREEBHCNTTIEET REBMMRIE, FHARA
BRI T A TR EMNRETT, BREHRLEETNEEM.

C BN ARARFRZFFHL

LEWmEEAKSITIOS LHER BiEBIE: 021-22013542 http://www.shimadzu.com.cn



