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MRPREEDEMBRT Ny I IADEETZ55E. BENICESLEYONSYORES LUVRENEEICHRS
EDBDET, REXRCAEDEREZM LI EZOICEROIMT7 7O—FZ2FERIZ . IR MDEIMLET,

Fle. BICEELRRE LT SHTHHLED OHANES BD £, LCMST—2OREMZEHZ LT, Th50R
MLERYDICHLTEZEDNTETET,

UPLC-MSE (ES+ &L TVES-) T—2A VT4 RYT > MBI (DIA) RRVV—Z>F 7 vt I&HE. SELECT
SERIES™MRT Z A L T, BDAHRE 10 Hz. ¥ X T LEE5H#HEE > 200,000 FWHM TITHnTW&E L7, FU A
—H—AFVBEEVTSUAY A F 2D ppb LRIILOEBERBREICED. BEORY Y FILRICHEET 3 3EE
DEEZORHBMORENBRICITRABDLIICHEDE LT,

BEENMEEMS CBEERS OB LC™ (UPLC™) OE&FEHLEEFERALT. I5R2BBAEEITVE L. DiEEE
#BE— R (REM) ICI&. >300,000 FWHM D> X7 LS REEN D EEFEED ppb L NI OBMBEIAEE (
FIS) WERETE T, IRICHENLEAEREICADF T, £, tREARORE. KBEYREDOEEEOEVEID Y
THRZBICKE B8RV —ILTY,

TI)r—a3> X))y bk

HESMeEomLE, BERAEDOERS., /7O M 57« —KEIXT7— Il TOMBRMEEEICE D EMLHY T —

ZERHRITREE MS TIES5 M3 LC-MS FHARUAEEZ AV EFRRICDRER R DRE L
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770-0HERIAEAELFXT,

» RAYEZHRICAETE. RREXNMEE L. 2RI R LE
= LC-MS & & T >300,000 FWHM OEESDREEICE D BHLEART M) v I B OB HEOBENE L

= ppb LRNILOEEREOHMRMABEICELD. BIMOEENESN. ROFEESRELVZORBHYMOREDE
ML mE

LIS

SOREEENNZREIOI NI ST+ —CBIAEDESZ LT, EBHLEMFNI L) v I XRORYE LV ED
REYMORREAEICRERDTY —ILERD, BYRART I TJO-ICC>TERATY, BEENMECHEREND
92, UEVMEDETICE TR EERMENEED XTI,

SELECT SERIESMRT (K1) . REHKONT Ty RNEBRZERFRITRHEABEEDHE (MRT) TTL, 14>
P MRT HE5st% 1 EERBY S MRT £— R Tld. BOAHREICEFRLE . BVWEESHMREE (>200,000 FWHM)
BLVIL—F>D ppb LRNILOBEREDIMBEOMBAIZFELENBESNE T3, DFREEEBE—R (REM) Tl 174
VH MRT BEHHE % 2 @@BL. &R LT, >300,000 FWHM O R 7 LEBDRENESNE T,

SELECT SERIES MRT (LS -8B 14RE LC (2 X7 L3 fiRAEDY >200,000 FWHM) Z A L. ES+/ES- T. BER
SUTATEEED ) V=Y RRAVV—Z VT TWE LT CORICDOVTIE. MOBXICEHERINTWET
23, REMBRE7—o70—%2EALT. F770FE>. DIUNAIEEY, 7ERT7I /7Y VWo ERRE L
UZOREYERE L £ L7z. >200,000 FWHM TRMIFEEN R SN, BEAEYFNT N v I XRICHEET D E
FARINERYEZRET 2BOEEENSED L. CORREISICRESE. REMEZFERBLTY Y FILE DR
LELTo REMICEDBEMYE L RIVMEDORENBERICAD ., MEARMAEDHEREZECEERIRI MLEERT
BENTETET,

COFREBRTIE. REM DX Uy bELVREREEADEFARBESEMZRIELE L (B2) o ZhiTid
C. BN 180, s, ¥ 2 BT HMBEHHERMUADIELEENE T,

ZERHRITREE MS TIES5 M3 LC-MS FHARUAEEZ AV EFRRICDRER R DRE L
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1.1 [Ei&i® (>200,000 FWHM) & & T 2 @B REM E— K (>300,000 FWHM) % :#BR$ % SELECT

SERIES MRT 8 DN,

RE&TT A
> 7 IL DR

ErRY>FIL%Z 1:10 FIR (H,0)

BE: HILNAIEEY Q00mgiE28R) . 7E T

) o

T/7x> (500mgfe2fe) « F>7AFE> (500 mg #E 1§

YU TIERRDZ A LR Y~ BYRED 0. 2. 4. 6 K%,

LC &4

LC Y R T L

NI L.

ACQUITY™ UPLC I-Class Premier ZOX b5 7

ACQUITY UPLC HSS™ T3 C1g (100 mm X2.1 mm.

ZERFRITEBE MS TR/ SN 3 LC-MS HARUAEEZ AV L EFRRICDRER R DRE L



1.8um) HZ LA

HhoLRE: 40 °C

BUTIVBE: 4°C

ANE: 5uL

WE: 0.5mL/%

BENHE AL 0.1% FEKAR (v/v)

% EhHE B: 0.1% FET7E b= FUIILBER (v/v)

g5 RTF—=TI

0.0 0.5 99 1 WIEASAT

1.0 0.5 99 1 6

3.0 0.5 85 15 6

6.0 0.5 50 50 6

9.0 0.5 95 6

10.0 0.5 5 95 6

10.1 0.5 99 1 6

12.0 0.5 99 1 6
MS &4
F—SEDAR: ES+ B LV ES-
*vESU—BE: 0.8 kV/1 kV
BURIRE: 500 °C

ZERFRITEBE MS TR/ SN 3 LC-MS HARUAEEZ AV L EFRRICDRER R DRE L



14 VIRRE: 120°C

J—-VERE: 20V

EEEEA: m/z 200 ~ 600

BDIANHIRE: 10 Hz

BDIAA/BIFY T D7 MassLynx™ v4.2 SCN1026 & & U'waters_connect™
3.1.0.243

BRBLUVER

SEEDMREICED. BRI M) v I XPORINED T4 VEREFP ELE T, ppb BUOEVWEERKEDT —%
ICED. ERENZAREMDOH ZTRAROENED . TOER. DMBOREICEVWTEWVEREDNESNE T, B
UANMEABES JUVRELCEEREREEZHAL T, ASYBEHEL DR FICHADEIMRAFICEVT, [
EDERIEZERICHET S CHTETET,

REM E— RZFETEX U v FHR 3 IZRINTWVWE Y, >300,000 FWHM T LC-MS (10Hz) ZfT52¢ T, 7E b
TI/TIVRBEDOIDOE—IN A+l BLUV A2 2EHOEIHMABEUAERBICHBINTUVE T, ChEiR
L T. 200,000 FWHM Tid 6 DDHABRMAAKE - I D DRI NTUVE T,

M4 TlE FISH. 7ERT7ZI /7 YOBEMDOT7EFIL-S-¥ AT 1 VEEEKICDWTGRE S Nz 200,000 FWHM &
K T°300,000 FWHM ZEA L THEBEINTWET, FISICL > TEBMORENREENESN. PEMTI /7T >-
TEFIL-S-ORTAVEEERDEE. ZEBYEFIS VX Z—DELZEENHD £9, 300,000 FWHM TlF.
ES+/ES- TD A+l & & U A+2 OHMERNIAR R OEAELEICOVT. 5t 18 ADRMIAE— I A DRI, ThEE
ERARISDT ATV T4 T4 —DRBRBICERATEZCHTEED,

ERRRZV—Z2FIZ2VWTE. TAXAFILF7OFEUMERE ((M-H]"m/z295) BELTAILNITEE>EROF
SHRBREO RS (M-H m/z331) OREHIUAICEEINTVETE, WThoREIDIFLACEREINTLE
A, L L. FUN—H—AaF2ETSTAY 1A 2D ppb LNILOEEREDHEAEHE%. 200,000

FWHM O FIS LA EDEZ T, EEMOBEVAENBRICTRAEFYT (RI588) . ChoooOX I ST+«
—THAHT B (t,4.80) EERRBERMICOVTIEZ. REM T—2HB5NTVEYT (FI68R) . REMDX vy
F2H5—ER6ICRLET, [TRAXFILFTOFEURMKRIE-H] OIFE. FIS #fEse mEL. A+l & A+2 HYEA

ZERHRITREE MS TIES5 M3 LC-MS FHARUAEEZ AV EFRRICDRER R DRE L



BhIN [AIUNIEEV-O-FEE-H] DBE. 108D FISE—IABBINTVET, HILATEE-O-FHERDIB
B, T D2ORARMAERTHE —7ICDWT ppb LRILDBERENESNTUVET, CNSDEMO 7T DORERA >
Mok bD, BEINERRARBERIOEND Y TOEEENBLADET, RISRLTLBHITIE. A1 BXU A2
DORMAFAEBEZAET 2DICHRHRBENESNTVET, [AINTEEY-O-FRER-H] OFE. BARMAE—
2 Td) NEERERE 1.8ppm THEINTLET, k. B5NEBRMEE—S T 50RO T—2DFS
IC&BHDTT. REMDERAICED. 4.66 9. 489, 528 DA T 33208 (M6 () ) HEMEDEER
RIGEBRMTHZI WS CEDREMDFED Lo TRETNOL X T LDMREICS VT, AESNIEERMIAE

BOEP—213EIC, I al—yay LEMAESHEOMBICHIGELTWVWET 12,
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NH —{ CH,
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FAAFIFTOF LS
HO
H2N;," \O
S
OH
OH
/JQ\
H3C N
TV EE>-O-FRESE TERPZ)II-TEFIL-S-SATAAEEIR

2.LC-MS ES+ B & U ES- (>300,000 FWHM) TOE RRRIU—Z>%
fFA L TRARMEEENE SN REEZEAHDE,

ZERHRITREE MS TIES5 M3 LC-MS FHARUAEEZ AV EFRRICDRER R DRE L



a: 12C4Hg 5N, 1604328, c d O—‘ H
| NH
. 33 —(
b: 12C5"Hg"N4"°057S, ‘\ CHy
c: 12C,13C 1Hg 4N, 1604328, “ \ on
‘ ‘ 0=s—0
d: 12C4 Hg N, 160,3S, ‘ \ I
. 18
i e: 12C4'Hg'“N,160,'80,328, \
| f:12C419C,Hy 1N, 1604328, ‘ ‘
| s
bll e
[
oy | | | ||z
a,l| JUM
a1 210 2102 2310 32 30 2)2‘02 23203
231.01642
A+1 I A+2 zgzalm A+3 23101188

207 22125 225 22175 228 22625 2285 22875 209 2025 2295 22075 250 23025 2305 23075 231 23125 2315 23175 2k

EAIEE [m/z]

23125 2325 23075 233 2325 235 23375 24 2425 2345 23475

ZERFRITEBE MS TR/ SN 3 LC-MS HARUAEEZ AV L EFRRICDRER R DRE L



Il

100, 23001280 o H- a 12C81H815N116053281
NH—( b 12C81H814N116053SS1
CHs c 120713011H814N116053231
d 12081H72|..|114N116053281
<|3H e 12C81H814N1160534S1
nc :m o:ﬁ—o mkm f 12C713C11H815N116053281
o

I g 12C,13C,Hg"N,160,33S,

‘\ h 12C4Hg1*N, 160,180,328,

i 12C413C, Hg"N,160432S,

\ j 12C4"Hg'"N,16053S,

1 k 12C,13C,Hg"¥N,160,3S,

i | 12C,13C,1Hg"N,'60,'80, 328,

SR

\ h
e
i
o
f9
= —== = == ==
23101610
232.00880
+ + +
A+1 A+2 L A 3233.01282
230 31 232 233 234

A m/z

3.) [ NT7 27 URBRIE-H] 200,000 FWHM IZDWTE 517z 10 Hz D UPLC MRT ES- 7 A—H —EARNMIIEIRT M L. 1) [7E +

7=/ 7 x URBERE-H] 300,000 FWHM IZDWTHE 517 10 Hz ® UPLC MRT ES- 7'\ h—H —HABEMIIA X R L,

ZERFRITEBE MS TR/ SN 3 LC-MS HARUAEEZ AV L EFRRICDRER R DRE L 8



%

313.08504
H* a
1507
S 120, 1H,_14N.16()_34
HO A+2 a: 12C43"H,71N, %0538,
HsC NH A
- 120, 130 1H. 14N 15N . 16032
T o b: 12C,,"3C,'H,;"*N,1°N,100;32S,
o - 120, 1H._14N.160) 180, 32
S ¢ 2Cy3"Hy7'*N,1°0,1°0,%28,
- 120, 13C_1H. 14N 16(),.32
OH d: 12C4,3C,"H,7"N, 1004328
OH 1
HLC N &
1o cd
m 31508963
no -315.09220
TS TS0 S 03 S SHEGH RS TGS R TVE06 0e S0 ST 3708 6% 5108 IO e SN AT SRS S TS S S e S 3 e e
gl e =
ERE=E [m/Z]
314.08846
+ 31508127
o A+1 A+2 |, A+3 316.08208

3129 313 3131 3132 3133 3134 313.5 3136 3137 3138 3139 314 3141 3142 3143 3744 3145 3146 3147 3148 3749 315 3151 3152 3153 3154 3155 3156 3157 3158 3159 316 3161 3162 3163

FHIEE [m/Z]

313.08530

a 120131H1714N115N116053281

H+ c b 12('_;131H1714N216053381

314,08681

31508603

120,.13C,1H, 14N, 16032
¢ 12C42"°C4"Hq71*N, 100528,

d 12C,53'H,62H, N, 160328,
OH
e 12C,;'H,,*N,16053S,

f12C,,13C,'H,,"N,15N,160,328S,

g 12C,3'H,;14N,160, 180,328,

SEE

9
srooms h 12C,,13C,H,,14N, 1605328,

31509131

i 12C,,13C,1H,62H, 14N, 160,328,

314.080 314,088 314.090 314095 315075 315080 315085 315090 315085 315100 315105

314.08884

A+1 A+2 31508884 A+

4 3 o
KREE [m/zZ])

313 314 315 316

ERFRITEEE MS TIE SN S LC-MS MR AEEZ BV I EERARICOREMEDRE L



1)

311.07169

c o a 12C,5"H,5™N, 5N, 160,328,
saes e b 12C,5"H,5"4N, 160575
¢ 12C4,'°C,TH,54N, 1604328,
d 12C,5'H,42H, 1N, 160432S,
e 12C,3'H,5"N, 100575,
f 12C,,'9C,H,5"N, 9N, 160,328,
g 12C,5'H,5"N, 160,90 328,
h 12C,,°C,'H,5'*N, 605328,
i 12C,,9C,TH,,7H, 14N, 160,328,

H_
HO
H;C NH
T 8 0
o

S

SRE
%
e
as8%

g h

313076814, 201

f

31307269
1207834 31308304

312,060 312.065 312070 312075 312,080 312085 313008 an070 7S 383000 213,008

312.07568

313.06827

A+1 A+2

. L 314.07162
311 312 313 314

KAEE [m/zZ]

4 PEETI/)T7I-TEFIL-S- T UEAKR (>200,000 FWHM) ICDWTERREI N7 10 Hz D UPLC
MRT ES+ ARG 1AEE, 1) PTETFZ /72 2-THEFIL-S-O T4 VEEE (300,000 FWHM) IZDWVWTERRY
7= 10 Hz @ UPLC MRT ES+ WHRALAEIE. 1) 7E 7/ 7 >-TEFIL-S-O X741 ViEEEK (>300,000
FWHM) IZ2DWTERERINT: 10 Hz ® UPLC MRT ES- AR A 1EiE,

ZERFRITEBE MS TR/ SN 3 LC-MS HARUAEEZ AV L EFRRICDRER R DRE L



21 ppb 295.02819

°
[
o—:=0
[}
L 0
o

331.03936
296.03156
208.07690 (297.02397 23200243
1 169.06607 19305064 20807690 21507143 5901746 25108268 273.00746 ; 30904392 { 34506482
m 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350
. 29502815
251 pph feeas
28 ppb o
21507138
o &) 17108158 33103969
. X 208.07677
169.06592 | 172.08492 2607473 po0005 | ey 281.10288 ,292652301247729 332.04268
143.05024 Ak 193.05072 7 229 | 25498185 27302030 281- 298] 319.19154 |7
1"|0 1%0 1;0 140 1%0 16‘0 1"/0 \éo 1é0 200 210 ZéU 250 2“}0 2%0 260 2"/0 ZéD Zéﬂ 360 3%0 SéO 33‘0 34;0 3‘50
g EE =
KABE [m/Z]
295.02819
-178 ppb 33103936
79603136 332.04273
;
i 169.06607 20807690 215.07143 52901746 251.08268 |, 29802738 347 01017 0
4&1 110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350
nn 29502815
Q%’ 15.071 YQ%
N GE
33103969
17108158 20807677 ST 29603147
169.06592 | 172. 21607473 4 ! 332.04268
143.05024 P ‘ / 229.08695 | 25498185 27302030 28110288 || 29802729 34949154  |;

110 120 130 140 150 160 170 180 190 200 210 220 230 240 250 260 270 280 290 300 310 320 330 340 350

FRIEB= [m/zZ]

ZERFRITEBE MS TR/ SN 3 LC-MS HARUAEEZ AV L EFRRICDRER R DRE L



1)

A a2 a | a:12C 5 'H,, N, 004S B \
15 M41 N U591 A+2 a || a:12C,.1H,.160,34S
b:12C,41%C,"H,,¥N, 5N, 605328, | e et M
120, 1H. N0, 180, 328, | b:12C1s™H,1190,'%0, %28,
C:12C15'Hy4 "N, 1°0,°0,%2S, ‘ ©:12C,,13C, 'H,, 60,328,
d:12C,513C,"H,, N, 60,328, ‘
|
|
bl | ] |
| c d |
i o
[ o \‘ l!L ;
[ | \iger
| / \
|
b
\1
xxxxxxxxxxx [ T TR T T s W me e = =3

ES= [m;z] FRIEE [m/4
5BHTZ)) [TAAFILFIAFEURBIE-H 8K [AILNIEE-O-HEE-H] ICDWTESNETY
N—H—AFELVTSITAY CAF D IARY MILD ES- MSE 53%7 (>200,000 FWHM) , 111) 10 Hz ® UPLC

MRT ES- #ER L TESNT (A) AIUNIEEY-O-WEE $LV (B) TAXFILFFOF VREREDREER A+2
WAREAL A,

HE

\ I\
JU A\
0.5 1 15 2 25 3 35 4 45 5 5.5 6 6.5

REFHER [93]

7 75 8 85 9 95 10 105 n 15

ZERFRITEBE MS TR/ SN 3 LC-MS HARUAEEZ AV L EFRRICDRER R DRE L 12



1)

120, ,1H,,1604%S,
12C,,13C,1H,,160432S,
12C,51H10?H, 1804328,
12C,5'H,,180,%S,
12C,,13C,H,,160,3S,
12C,,'H,,1605 80,328,
12C,,13C,1H,,160,32S,
12C,,13C,1H,,16043S,
12C,,"3C,"H,,'60,'80,%2S,
12C,,1%C,H4, 1606328,

CH, H-
o
e \/S‘/o\s//
‘ /7 ™oH
P o ©
HO
b

2603735 207 02582

SRR

a

2960333

2802 %00 %00 2605 060

29603735

A+1 A+2 797L02982 A+3

295 296 297 298

=8 m/z

29803253

126, 1H.. 14N, 15N, 160 .32
Cy5'Hq4 N4 "N, 104%28 4
12C 5 1H,, 1N, 160,%%S,,
126, 13C.1H..,14N., 16032
C14"°C1"H44 N, 19058,

214 14 3
12C15'Hq0?H N, 100528,
12C,1H,,"N,160.#S,
12C,,13C,"H,,"4N, 5N, 160328,
12C,'H,,"N,"60,'80,32S,
12C,13C,1H,,1*N, 1604328,
12C. 1H. 14N, 15N 16034

C15'Hy1 "Ny PN, 10055,
12C,,13C,1H,,1N, 1603,

12¢., 13 14N, 160, 18(0), 32
C14"°C41H1"*N, "0, %028,
12C,,13C,'H,,1*N, 60328,

1)

¢ o
33104529
[¢]

—x— - JQ "0 Q0T

SRR

A+1 A+2 JSJLDHZD A+3

331 332 333 334

8 m/z

33404367

ZERFRITEBE MS TR/ SN 3 LC-MS HARUAEEZ AV L EFRRICDRER R DRE L



-0.631 ppb -0.865 ppb

BE
= \gg
|

I
\(g
e
]
T

{
HE
=

7 AN -0.356 ppb ~0-914 ppb
% T

-0.359 ppb -0.381 ppb
e

A m/z

230868

 EHmr
6./) 10 Hz @ UPLC MRT ES+ T® [AILNIEE > -O-FRE&-H] m/z 331 DMPBEE IO T S Lo 1) [TAXF

I 7Ox v UREBE-H XTI [AILNIEE V-O-FRER-H] ICDWTEER I N ES- HAE{A#EE (300,000
FWHM) o IV) [BILNIEE>-O-FREE-H @ A+1 B & A+2 HHARMIEAEZREE AR M,

-+
Y|

i1

n

SELECT SERIESMRT # R L. 10 Hz ® ES+ & KU ES- LC-MS (> X7 L5 f##E >200,000 FHWM) % B\ THEHM %A
RO/ A=y 82X ) =203 ZT528 T TVA—YY—AF2ELKVTIITAY MM FVIZOVWTIL—F
VI ppb LRNILOBEEEENESNE T, MRTREM E— REFEETZ L. X7 LDREEN >300,000 ICEEL. #
MBEDE—IDHBICDOVT, IL—F I ppb LRILDEERBELEZICESNE T,

>200,000 & & TF 300,000 FWHM T®D LC-MS BRD AADIZE. BEI N FISE—2IF. £ ZTal—v3vTh
TR AR EDOMUEBICHIGEL Y. LC-MS ORRTEERMI N FISHEBEICK LT ppb LRILVEEBENE SN
356, EEROEFIENS JUREMOREDEEMISEDET, COFISOERNLEEAEICELD. AEE
EOF T avMBRIZAHMENEL. BRE LT BN L UTRMOERARISERMEDENICAETIZE WS
BENESNEFT,

ZNRAMEFOFSALANIEEYE LV ZORUAOERARIGYEHBTHTZ 7 —X I RENTH BT AXF
LF7O0FE UHREBEOREICEVT. ARBEYEEDOEEEN B LT SZCHARINE LT,

MRTREMBESHICED. T—EBfT7—0 70— KEBUBERT TUTr—>avICEFSFISICE>TRLEL
EHREMEOFBRY, ZENBX) Y b EERATZCHNTRICAD. FEEUEMD T STX Y b1 4 VBRI ER
LBEVSEDOEMDOREEREICED XY,

ZERHRITREE MS TIES5 M3 LC-MS FHARUAEEZ AV EFRRICDRER R DRE L 14
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