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WE . AXETEMBEHRBEAZENRITRRERN, BUTMRPELTENRESNHE. BRGEM

R RRIIEREREE - FIESRMG, HEAEE TRIIA 0.05 ng/mL (5L 18.2) ,
EFEWIERR: &MBEEE 0.05-100 ng/mL (r=0.997) ;

EIREKXRT 89%. /5
SHMREERTIN, ZREER, BRPSKRER

ERANBEENBREMDOITINEER, ZHEEERHES. BN, REABSFER, INELZEN

& RBTZ U iR T fe 32 85 o

XPE . AW FIRe REEE IGRZAREN

BARK R

* f£ LCMS-8060RX MR P EFH 5 EE TRIIE 0.05 ng/mL;
<+ ERMMERY SPE HFmBlatIR )55, EILF P EIULZEIE 89% UL,
< [RIRFM e EEMElinEERENER, BERREILSFEERE,

FILF % (Rezafungin) 2 —fH 6 MEER
ARMNF TR ENERZAY, EZ2BIIG B-1,3-
BREASRELR, MSMARERRIIMAHBIET,
REMEERENEN, BFHADIAEFE B,
3)-D- AR, WHHMANZIN, BIERTER
MEOEZRDAY, ERENUEEMEFERN¥R
Hi (£9130/0\BY) , OILMBEA—R4L%H, BER
FARBEERMME, 2023 £ 3 BEERRTAYMEER
(FDA) #t/7 Rezzayo (rezafungin, FSTRIHLE
#) , BFRTARERISBEENLENHRAR
REMEEEESRER.

KREBIUEERRBENMER (MR ¥E

W LIEED

MERZEEZENZHRE) ERANEHRENRR
Z1, DL, BEENERE g, KX
KEEN=EEMB ., Bel, BERHEAEZHTAER
HES. BRMER. AXSEME, RAKKES
MAERDTEERAFERZ—, A, FIALC-MS/
MS DA, SBERBEEZ. ERHRER
. ARMERERTFMERR. BNHREXRD FH
RIQMA OB REHE, AXERABREMB M
WHE5 LCMS-8060RX X &A%, B R, BT
MERD A%, IEMEBEILFTERKRSHR. HEH
MNEEDITIRMEARZHR,

ASLIGFERNEEH ZEEYIBEBSVRIBEIZEN Nexera XS inert 5 LCMS-8060RX ExFH ., BEAEEN:

IRENE:

R EHEE . CBM-40

W & T : LC-40DXSix2

H R # : CTO-40C

B T/Euh : LabSolutions Ver. 5.128
1.2 &M

RIEEIE &G

B E Mo

Shim-pack Scepter Claris C18-300 (100 mm x 2.1 mm I.D.,

i = #l : DGU-405
Boh#EeE © SIL-40C XSi
B & L : LCMS-8060RX

1.9 um,

5% (£i8) XWHRMBRAT, P/N:227-31209-02)
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OB M AME-0.1% PERKAE; BHE-0.1% PERIEB

pin iR 0.3 mL/min
H Mo 40 °C oK R 0 10l

B A R 0 BERR, BIARIREN 25%, BEALR

&1 BERBRER

B8 (min) 2 (mL/min) RARE R BIRE
4.00 0.3000 5.0 95.0
6.00 0.3000 5.0 95.0
6.10 0.3000 75.0 25.0
8.00 =g Stop
FRIB M
B F & : ESI(+) ¥ 0O B E . 250C
B OB E : +40kV DL & E : 100C
RE®BE: +20kV m#uEIEE © 400°C
£ & 5 : &53.0L/min m #®  5 : Z5K15.0L/min
F B 5 : €@53.0L/min @ 5 fZ & : +2mm
A#EBERX: MRM, 88IE?2
&2 MRM 2%
A=t BIAE T BT Q1 Pre Bias (V) CE (V) Q3 Pre Bias (V)
604.30 343.30* -32.0 -32.0 -21.0
FHFE
604.30 104.30 -32.0 -44.0 -17.0
BERAR (1S) 510.45 120.20 -28.0 -34.0 -19.0

ECRIRIEEBRT
1.3 iERS R &IVEH

DREERENEIREE, BREHFED 1.0 mg/mL fEEK. EEBRDHA0.1% PRIE: K (20:80)
BRRAGRE S 100 pg/mL BOBHER . BXE R — 5K 5 pl A0 495 L = H M3, EHIAL 1000 ng/mL fRET
FHZRS2RE, ERZAMEERFIBKRE 0.05. 0.1, 0.5, 1. 2. 10, 30. 100 ng/mL BItRET(ERRLL;
S—ERIRR ERGE, FRATEMEKXESIRK 0.08. 2.00. 80 ng/mL FEIEH &,

BEREMEE, BHBEFIN 1.0 mg/mL E&KR. FERAFHEERE 0.1% PRI K (20:80) #
BH 2 ug/mL BRE®R, FH.
1.4 MEHF SRR A

EXIM¥E S 100 pl, KXHIIA 2 pg/mL PFRIAR 2 uL. 50 mM Tris £2)83& 100 uL HRERIERES 2 min,
ECRAEABMABIELIFH 96 FLEIMEZEEAMR (SHIMSEN Plateo DVB micro-SPE) , #ikZE, BERK
200 pL D BUIEEBR AR, WRESEHEEIAR, 30°CERHETRERT, B 0.1% PRI K (20:80) €&, miE
R IRMOEER N DT, AR 10 ul,
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ZR51W18
21 BB FRZFERBF R
Hmmﬁﬂ@LﬁM&%mﬁAﬁ&,HﬁﬁM%ﬂT$METWW@Mﬁ(ml1) FEBREBRE
(ESI) otrth, SEMENAD FHEIN, FROFLEMNSEHEHRS., BILFTEEH 6 NTEERAMNIFE
REEEZE%REHR., 8 ESI BEF RN H#H 7—&&1%?3?&3, SE—MEBEF [M] 122510 MK _NEBF
[M-H,0+2H]* 604.35. [M-2H,0+2H]* 595.25 (L& 2) . ¥BEFHT_EERF S, FA=ZNEFBEFY
MEFENEREREF m/z104F m/z 343, XTREEETENEZERHRREEENES MR, i+, —Hh
BEF D XMBAFHEST -NEET, SHEEERR,

Dihydroxyhomotyrosine
QH

© Threonine  3-hydroxy-4-methilproline

&

4-hydroxyproline

MOy,
i a1
N

“ron

WH H lé)H \/\N
- Q, NH
Threonine D|hydroxyorn|tN/

Product ion 1 C;H;,0N+ (m/z 104)

Alkoxytriphenyl side chain
L_ Product ion 2 Co4,H,30,+ (m/z 343)

O-0-0L

I T
1 BILFREBE

1:Q3 Scan(+) {REBAYIE): [0.053-0.126]-[0.235-0.543] 1.04e7
595.25

. 604.35
10877 [M-2H20+2H]? 1225.10
9.0e6 - [M-H20+2H] 2*

7.0e6 -
6.0¢6
5.0e6
4.0e6 — 282.40
3.06 7

2.0e6 1

1.0e6 4]
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6774 F(+)[1225.30] CE: -60.0 {REBAT... 1.29¢7 2P EF(+)[604.50] CE: -20.0 {RERRT... 1.81e6 2P F(+)[595.30] CE: -20.0 {RERAT... 3.39e6
(104.35 ) 604.30 594.95

i : 3.0e6
1.0e7 1.5e6:
] s 1.0e6 7 2.0e6 -
5.0e6 - : ;
: 1224.95 5 05 ] 1.0e6

T RN A E— 0.0e0 -Md uiats bthbus d I By il bagh v g 0eo b isnlibulibuivodal Bl 1yt o)L

500 1000 250 500 750 1000 250 500 750 1000

m/z m/z m/z

B2 TIHFE-—RM_FEEE (£: 88F; T: "HO8F)

22 FNEABRRBFERIBELR

FRAIng/mLMKERER, FTARNABFIRBELR. ERER, BEFBFEEB m/z 104 R m/z
MBPEEZZE T, WTHEENBRFEF, ENNHNEIABFIIRREHF: m/z 604 > m/z 595> m/z
1225, ZEEXEIFENSERE, REEE m/z604>343 F1 m/z 604>104 DRERNEENEERFIT .

v
434e4

1.0e4 4
8.0e3
6.0e3 5
4‘0e35M&A_wv_-_J

1 Q604.305343.30 (<)

17Q595.30>104.30.(+) 1
2.0e3 Q59530534330 (+)

1 Q1225.00>104.30 (+)

1 Q122500534330 (+) e e SN
0.0e0 T T T T T T T T T T T T

0.0 05 1.0 15 20 25 3.0 35 40 45 50 55 6.0 6.5 7.0 75

{REGESIA) (min)
B3 AERAEF MRM BERHE R
23 BFRSHN REEFN
NBEBFRSEHT TRAANER: BFREE (DLRE. H#ORE. MAREE) . BFHBEE (BHOBE.
REBE) . BFEAR (BHS. MASK. FBS) . BHUE. ERExR, DL EENBIXIRSENEIN
RAEE. B4 NAEDLEE TEMNIIHENZTHHES: DLEERR, REEMNHES .. FeERFERE)
EFE100°CIEIREW DLIRE, BFEES 1.

Q604.30>343.30 (+) 4.23e3
100.00

DL-120-Tmin.lcm

"TT0025 0050 0075 0100 0125 0150 0175 0200 0225 0250

4 A[EDLEEXNRSEZI
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24 FHEFER
2.4 HiREREERRBE
B RERGS RIESHBNLEMRA, FH8 LCMS-8060RX RAREY FHIFFMEETENEZNEE TR
(LLOQ) T3k 0.05 ng/mL, ZHME FERMBES ARBEYLZHEE TN, UG EZEFRBRIEEES
RYE, BSERT, BRI14AMTAIES AL ER, SHNEXSEE TR (LLOQ) 0.05ng/mL HBIZE,
SRR 18.2, BIBIFHREIEN 3.5 min, AIREREBEIEN 1.7 min,

Q 604.30>343.30 (+) 1.25¢3 ISTD 510.45>120.20 (+) 3.14e2
143e3—: A 6.0e2 B
1.0e3 ] ]
7.5e2 40e2
5.0e2 | _

] 2.0e2
2.5e2
0.060 0.0e0+
e e T T T T T
0 1 2 3 4 5 6 7 1 2 3 4 5 6 7
{REBASE) (min) {REBASIE) (min)
Q 604.30>343.30 (+) 1.07e3 ISTD 510.45>120.20 (+) 1.92¢6
q . \
1.0e3 C g D
&Oez_: 1526—:
6.02] ]
1 1.06
4.0e2 1
202 5065+
0.0e0 A - e e e 0‘0e0>..............,....,.,,..,........,....
0 1 2 3 4 5 6 T 1 2 3 4 5 6 7
FREBRITE] (min) {RERA (min)

5 FiIFASEMKAR MRM &iEE
(A. B: AZ=EM%*¥; C. D: ®E= TR 0.05ng/mL MK ERNIFIER)
2.4.2 B H
REB1AMTMRERITGEL AR & TR, AREHITEES T, LMOMKRPEFIHLFTFRES BIRRE
(BA13) BIEE X RiESER, B SIEEMRE RMKIEERALE Y DPLIR, NERE N 1/C, #1T
ZMRIIFD T, FTEBIALMETEN 0.05-100 ng/mL, HXFHE 0997, ERFRPBPFILZFFE 2000 ERET
ERALZEHEXARY, BAERE 6,
ERLL

1y = 0.005128484x + 0.00009706012
0.45]R? = 09953744 R = 09976845

oo A &%)
0.40 - hptR: 1/C
=i BA GRuE)

6 M¥KPEILFIFIRERL
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243 BERESERE
NEEGEETZESERE, BNSEHIIFA90.08. 2.00. 80.00 ng/mL FEizxH R, &E 1.4 5%, 810

RENMEFRDBGEE 6 OFTH@ATON, BUSREFRPEILSIFERIRE RSD% BEWNTEIERE
ESERE, ZRIFK3, HREB, FREXKEEZE. EREATSENERIQUER,

*3 BIFPREBESERE (n=6)

R HIERE (ng/mlL) f5Z E RSD% FERE %
LQC 0.08 6.43 88.37-104.50
MQC 2.00 3.27 95.71-103.58
HQC 80.00 2.56 100.96-107.85

2.4.4 [ =

B, . S=REKFEREFER (BMREEE3IR) , BR1.475%ES&E, UMRERGIZSEFRUE
BIEEER (A1) SAZTHMEZR 1.4 DELEEMARERBRAFNASEIEERR (A2) Ztb, B
AT/A2x100%, ERMPTHFEARLESENRIROILZE, LOTR, BEIFRETGETENBIEMNL, SREK
FEIEHLSPEREY KT 89%. RSD INF 6.5%, BEAFERIE 4,

x4 FERIRERLER (n=3)

IREEIKE EILIRE (ng/mL) SRR %
LQC 0.08 89.41 6.39
MQC 2.00 98.52 3.81
HQC 80.00 104.13 2.83

2.4.5 BN

ERE. . BZREKFREER (BMREEE3R) , BIBRZAMREMFFRSRE -
R, WENBRMCEMERFEMRSHERARERRY, FHERRA—CERKRN. £RTRL, &
BMAENERIIGIESE, SREKFERMMEFHIKRT 85%, BEFRERIRS,

x5 BERBNERER (n=3)

REKFE HIERE (ng/mlL) EEBARL % RIARE BB % AlAs BFREE R
LQC 0.08 65.14 72.55 89.78
MQC 2.00 59.91 69.72 85.92
HQC 80.00 62.41 68.75 90.77

2.4.6 RA TR EEER (Carryover)

ZHENEMEREESIERMEENSBR, REESBVRRARKEFFEERKE, SEEBIR. AR
BRI PIB R MR RRE, KARKA T EMEERERAAESRABEMLENEIEH#HITON,
ZEABIHEHERSSEREEMNBIELT, BEERD TIRK, LRLERIEL: EfeREMEERE
WE, EMRERZANTSAERPNIRNEMEEILTE, MEABEERAASTENTAER, HERKEY
BERHIBAENGEIEE, XRPEURERASEHRIEFENKENE, BB EAXRELEMI TN
0% B 5% BB ) R
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Q 604.30>343.30 (+) Q 604.30>343.30 (+)

25€2+ 2.5€2
2-062-5 ] 2.0e2-f
1-562-2 1.5e2-f
140e2-f 1.0e2—f
5.0e1—5 5.0e1—f
Oon|||f||||A OOeO/‘-/\—A | AN A ) |
0 1 2 3 4 5 6 7 0 1 2 30 VY 5 6 7 ‘
{REBRTE] (min) {REBESE) (min)
A B
7 RAGEBRBERTOEMEIEE
(A: Z@RE+ FBEHELEEERLER,; B: BHRE + BHLEERIEIER)
H 42

AXER SRR ETmEMB MBS RRE L Nexera XS inert 5 =F MR FRIEMN LCMS-8060RX
ER, ARMRPEILFFNEEDTHE. BIRAMUEIENRESE, EEMBEERBNARRE
=, RBEHLFFEIBBEEYR. ZEER. EETMRIUIZX0.05ng/mL, FELMEETIM 0.05 ng/mL =
100 ng/mL, HXFE%0.997, BILEFRIEERRBAAZL ZEERHES . EENT. REERNER,

WRBILFFEMHERDITENR, TNAMREEARFTIREREERIICNTE,

BENALS

52eVERE (PE) FRAE -2H 0

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

Email: dr_jin@shimadzu.com.cn Tel: 86(21)34193983 http://www.shimadzu.com.cn





