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N 1. GEM91 (L OEIINEY) A)DdX UL FIF ROEE

TIVT=3> DX )y k

ACQUITY Premier Oligonucleotide Cig. FIFRER2um KFEDHS L AVIX UL AF RO M ST —D[
INEDOEE. LLOQDELE. BLURKEOAZ LAY T aZ VI BHEOER,

» FVDATHAFIOFIDUBLIVGEMIL (RRROFAI—rAVIXILAFR) OBRBEEEDTHDOI VT
BY Y FILEIIE Y UPLC-MS/MS iz MRE L & LT,

» BROLRPSLVI v I/ XE-FERMHZENRESIN. SVWA ) IXILAFRERENFESNE LT,

» pElution 74— v bDI6VTILSPETL—hZEATEIELT. YU TLNOERZEDNREICHD, REICK
2AVIAXILAFEOERIMERL & L7

» B TIDHREISE KUDITED Waters MassPREP OST 122 RICL B3V AT LBEEMF T v IICED. Y XTFLE
FOEBMC EEENMRESNE LT,

= LLE-Oasis WAX SPE ¥t ® GEMI1 DE=RFIE 50 ng/mL (LOD < 2.5ng/mL) TL 7
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L OIS

RERDA VIR T LA F RAEE (ONT) OF2—7y MREMCREMIRLELAZ T, MRARZXET 5 LC-
MS NA A DITEDOREMNAFEKRIBICEML TWVWE T, ONT AOER TERRED DBIRWNGT > FILFINIEES LU
LC-MS DITEDRAFEIE. Y1 X FBUFHNEHME. RUBF 2V EOME, BLUEUNTEEOIFRFENKRE (
NSB) ICEIT BEERIDREEICE D, SITHIERICHBLARBL L > TWVWEI, THIC. 142/ TSTAYT—
IVOFIR. RPZOXY I Z 74 —DRFOMT. SLUVRAMETY ) v I IFFSOEEDOHBEEDI-HIC. LC-MS
DRECERMEZFTZ e RAL L THERELB>TVE T,

CCICRETBIERRTIE. TEIEFHAVIXILAFE (15~35T) OHMES LI UVEED D DE—D DA RM
INTWET, B (RP) LUV I VI XE— RO A4 > pElution B8 (SPE) # > FILaiilEBEZERT 3
T, @WAVIXILAFRENRENFIOSNE LI, IO FRE 2 um KRiED ACQUITY Premier 15 L%&EEAW
ToRPUPLCICEL B 7O NI S T4 —SDBEICED VDX LA F RORRDDEINEK L DEEEED B VDA EIR
TTFE Lo DR DDIEFENRE ZF < DI S N7z ACQUITY Premier A5 LA%ZERTZ T, 1
FOMSHE/REEOEEERZR/NRICIIZ. AVIX VLA FRAHBORNELNKBICEALELEFT, D SPE-
LC-MS (ACQUITY UPLC I-Class PLUS ¥ X7 L ¥ Xevo TQ-XS 2> F ANEMBEE Rt EH) KEIE. 2L
N, BIRM. BEZREL. M0 F7IELU0HEY > TILTng/mLOELARNIILOEEMRAE (LLOQ) ZEML FT

o

RERTT A

AV IXT LA F FEEHME DD ERRE

Waters MassPREP OST #5%m (15-35T: ®m#ES: 186004135 <
https://www.waters.com/nextgen/in/en/shop/standards--reagents/186004135-massprep-oligonucleotide-
standard.html>) BLVRRROAFFI—rFUIXILAFE (GEMIL) OEBERZ. 7OF7—t (RNAse) %
SFERVKTIEIEREEICHARL £ L7, Waters MassPrep OST 5 nmol 1ZZ# & (OST iZZ2#&) @ 50 nmol/mL
BHERREIE. 100 uL @ RNAse ZE F A WLWKZE N T7ILICINZA TR L&, BELF L7, GEMIL (2.50 mg/mL)
H LU GEM132 (4.00 mg/mL) DBMEERIE RNAse Z & £ VWK THBML F L7z, GEM132 ZAZIZEE (IS) ¢ LT
FRALELE,. EEMEEZORRES S UREDNERICIE. OSTZZER (50 nmol/mL) & & T GEMI1 (500 p
g/mL) DEERBEBRZMERBLT. IEITFAHAVIXILAFRY D FILEZFARBL £ L7, Waters Oasis HLB &V
WAX pElution 96 7 T)L SPEH T L — b Z2EAL AT ETEILERKETONILZ. ThEhR2A £ 2BICRL
E9, EEBEHORTY FIFTART. Waters IIENYZR—JLRZFEHALTEmML F L7
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AVIXTLAF FOEHEMEE KU LC-MS/MS €&

Fy)IL—F2—CREERE (QC) > 7. FvUITL—2—r QCEHMIT 57-0HIC. OST 1ZBE RS & ¥ GEMI1
EXRABERZ. KELIFIHROMT/MFICST EFIEAHEE (0.0025~50 nmol/mL (OST 1Z#K) &K U 0.005~100
pug/mL (GEM91) ) THML FL 7o GEMI32ISHERKRE. AR LIEY Y TILICHFMLE LT IS DREBEEIZ 20 1
g/mL TL7. & RIEE (K2EDTA MUIBEA. E@MK4AL) (& BIOIVT (Za—3—IM. Z2—3—7) H5EBAL
Fl7o

> IV

SRR

YOFPIES0 MM EFER 7 > EZ TV LNy 77— (pH5.5) THABLF LI, AEEFAT > TILOHmHIE. Waters
Oasis WAX pElution96 7 )L SPE 7L — bk (HRES: 186002500 <

https://www.waters.com/waters/partDetail.htm?partNumber=186002500>) LU 2CIIRT AL %EfE
BALTITWE LTz EUNVEEDOEEEZHSBREN R VWD, HM—BENY 77 —ORMIIERL £ L

MR

7/ —I)L-200FRIILLKR-&iEE (LLE) . B5h M EED Oasis WAX SPE IC& 3D 2 X7 v Tt =
TWELT. £2D07c®Il. ARL /MERE O 400 uL © 7 J— 7% 1000 uL OEM /ANy 7 7 —THIRL. R
TyIRREBELEL, RIS, 200uL 07/ —JL: 2O00FILL: AV TFIILF7ILI—IL (25: 24: 1) ZHMLE
LTco B> 7% 30 #ERILT Y I ZBE L. 14,000 RPM T 10 #EELABELE Lo A>T 23220 ELTV
FHEEEHD Oasis WAX SPE FL— MICLLE EEDERE (2 X 650uL) 20— RL. M2CICRIREKTOMNIL
ZEALTHEBLE L.

MaxPeak High Performance 72 /O —%ZER LA 1) dX Y L4 F R®D SPE-LC-MS DT DRE


https://www.waters.com/waters/partDetail.htm?partNumber=186002500
https://www.waters.com/waters/partDetail.htm?partNumber=186002500
https://www.waters.com/waters/partDetail.htm?partNumber=186002500
https://www.waters.com/waters/partDetail.htm?partNumber=186002500

A J>7433=>%7 2 x 200 pL 7E2b=RIIL
Fi@ik : 2 x 200 pL ®7K (100 : 1 : 0.1 H20 : HFIP : TEA)

B INOFILE
200 yL @ 85 : 15 TEA & HFIP:
MeQH + 200 pL @ 4% HsPO4

o-k
RIRMBLEY T 28

5% 1 39 2 "% 3
1:200 uL 100 mM TEAA || 200pL®100:1:01 | 200pL® 1001 : 0.4
2 : HO 200 L H:O : HFIP : TEA H:O : HFIP : TEA
1 it 2 B 3
2x25uL D60 : 40 : 1 2x25puL @ 70 : 30 2x25uL M B0 : 40 : 1
ACN : H,0 : TEA ACN : H,O ACN : H,O : TEA
&R
H,0 50 pL
B $o T NOMnE
200 pL ® 50 mM NH,0AC
o-k
ARMELEY T 2B
1
2x200 pL B 50 mM NH,0AC
i 2
200 pL @ 20% MeOH

A1 & 2 a3
4%50 yL @ 50 mM TEA 4%50 uL @ 50 mM TEA &8 4x50 pL @ 50 mM TEA &8
=18 10% MeOH 50% MeOH 50% ACN

C 27433224 : 2x200 pL O MeOH
@ik : 2x200 uL @ 50 mM NHsOAC (pH 5.5)

LLE [ckBY T IAINLEE LU M
400 UL ORTERFHMIEY > T + 1000 pL O¥—1b/\yI7—
200 pL @ 25 : 24 : 1 I1/—)L : 400TAILAL : AYPILPZILI-IVETN
#) 30 FRAANTYIUESL. 14,000 RPM T 10 SRR L5

o-k
#) 650 HLOAR LE% 2 EIHRD, TRAERICO- K

200 pL ™ 20% MeOH

o]
2x25 uL @ 50 mM TEA 20% MeOH (pH 11)
2x25 pL @ 1% FL—EIEHE 20% MeOH (pH 9)

b
2x200 pL @ 50 mM NH,OAC

2. BEmBICEZ Y TS LB OO (A) OasisHLB. (B) Oasis WAX. (C) BHMICEE
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b & M7= LLE-Oasis WAX SPE, R TOEEHE X pEution96 VT TL—b 74— v b EFEBRLTEBLEL

TCo

LC &1

AT L

I\

[Edan

NATI/TL—b:

HhSLEE:

FUTIVRE:

ANE:

HENE A

ACQUITY UPLC I-Class PLUS.
SVINATLE—Z—TE
FTN

MS

MaxPeak Z# M L 7=
QuanRecovery 700 uL 7L —

(WmES: 186009185) HLU
HERDFOBLYF vy Ty
b (RH@EES: 186002483)

AQUITY Premier
Oligonucleotide Cig« 1.7 pm.
21 X50mm (R@mES

: 186009484)

50°C

8°C

20 pL

0.6 mL/%

150 MM AFH 7 )LA0O—0Y 7O
IN/ =)L (HFIP) . 5mM A%
L7 3> (HA) K&BER
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% En4E B: 150 mM HFIP. 5mM HA X% J

— LR
IN—UTRIR: K/XZJ—JL=90: 10
TR K/ AR/ —)L=90: 10

¥Rl IR
(%) (mL/4Y)
#IHAA 0.6 90 10 6

1.0 0.6 90 10 6
1.5 0.6 50 50 6
3.0 0.6 45 55 6
3.5 0.6 40 60 6
4.0 0.6 30 70 6
4.1 0.6 5 95 6
4.5 0.6 5 95 6
4.6 0.6 90 10 6
5.0 0.6 90 10 6

MS K4

ST LA Xevo TQ-XS & > 7 LM E R

1F L E—R: ESI-

BY DA & &6 MRM

FyEESU—BE: 2.00 kv

BAERE 500 °C
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RE LN 1000 L/BFFE

d—YHRRE: 150 L/BFR
AV aVHARE: 0.2 mL/%
T SAF—HRRE: 7 Bar

JUYaryIR)x—: ®1381R
I—Y8BE: * 18R

A US> IRIE—
Fasoh VI3 ITIIF
(eV)
302.8 40 40
15T (-4) 1123.8 382.6 40 40
606.8 40 40
303.2 45 40
20T (-4) 1504.2 382.9 45 40
607.2 45 40
302.6 50 40
382.8 50 40
25T (-4) 1884.7 s54 o 0
929.4 40 40
302.5 45 40
382.8 45 40
30T (-5) 1811.5 606.7 45 40
928.4 45 40
302.7 50 40
383.1 50 40
35T (-6) 1762.9 624.5 50 40
7051 50 40
512.8 30 40
GEM 91 (-5) 1553.7 s ot ot
94,5 40 40
GEM 132 (-5) 1319.2 357.3 40 40
807.6 25 40

RL AVIXILAF ROMICERLIcRENEG MS FH
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F— 2 G

EEO>bO-ILY I RDT: MassLynx. v4.2
EEBYIbhUIT: TargetLynx
BRELUVER

15 20. 25. 30. B&K UV 35T OSTIEERTIF. BHOZEFT SV A—H—DEBINE L. TIRTORST (mer)

® OST. GEM91. H&U GEMI32ICDV T, ZILRAF+ > MS BLUMS/MS ART MLEREBLELE (F—2I&

RLAINTULWEEA) o RI3AIC. OST MassPREP 1225 (15-35T) OFBA SV A—H—Fvr—IOREBERIAR
WERTILZAFEY>Y MS AR MLZERLEFT. M3BIE. OST35mer DRHLEELR 6 HLUV-120TUH—H—F v
—JREDOHREM AR MS/MS R MLTE, OST15-35mer. GEMI1. H& U GEMI32 DR EEICHERT 3

REWAEMRM bS50 avERLICRLET, FLACOBRFEMEACARIC. Z2<DTSTXY MHERS
N JROBUVWTTTAY MMEM/z200 KB TELKRZITONET ., REEmz 737X MI. HEENMEVWDIC
CHET Y TIINDONY I T TT Y R BB DKL HDEFT, COFT v TIE m/z200 L EDREEDOFEWV
AAVTIIA Y b ZFEETZCT. FEEIABICAELEL. KDY FILA LCHLVEEMEEZEZFERATES L
DICHED FE LT
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20T (-4)

A 4 1503 84 M15259559
15T (-4) 5%
1123.68
T 1504 37
1489.89 1506.88
1 1507.34
30T (-5) 25T (-4)
R 181105 _.1884.02
|_-1884.68
35T (-6)
926 50 1509 19
| 1202.68 1762.81
1513.02
i 1528.20 1889.29
1750 .60
0 T T T T T T T T T T T Wz
1000 1200 1400 1600 1800
EEE3 A 5 oy B
B2 -6 LU -12 OFv—DIREE
OST 35T OST 35T
MH - 1763 (-6 MH- 881 (-12
CE-50 (-6) CE-356 (:12)
OST35T NEW_6_6 1 (0.5086) 1763E8-2.73e6 OTO4 I 35T_881_31(0.504) BB1ES-7.38e6 CDJ“EI’S“JF
100 30309 137492 158912 A4 100+ 302,85 1A
383.06 i 4a 12492 506.40
6245 70504 | 91993 L
ES =] 38267 48102 681.01 G156
72836 g sp
[
o} i praan m'z 0- miz
400 600 800 1000 1200 1400 1600 1800 100 200 300 400 500 600 700 800 900
OST35T NEW 6 5 1 (0.506) 1763E8-2.58¢6 DIOFSL 35T 8812 1 (0.504) BB1ES-1.21e7 DJO57H
100 1088.38 ueszy (TR0 A 202,77 1Az
1763.13
s = 302.54
= S7780 302.31
¥ 769.20 911.43
0 miz o~ miz
400 600 800 1000 1200 1400 1600 1800 100 500 200 400 500 500 700 500 900
OST35T NEW_6_4 1 (0.506) 1763ES-3.8826 OJIOFIL 45T gay 14 (0.504) BE1ES-1.18e7 OJOYT
- 176297 A7 - - 830,16 1A

100
1762.19

171571

1527.30

%

78457 100838 qqq377 12084.08

3. Waters MassPREP OST B2 G DRRMNABEMS JIL A X v oHLPTOL T 1A ZART RIL (PIS) o INRIL

100
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AICIE. OST 15, 20, 25, 30, BLU35mer DEBER T H—H—%FBARTLTVET, /NI BICIE. 35 mer
DOSTIEERBIVZDEER 6LV -120 ) H—H—F v —IREODRRMNER PIS AR MLERLTVWETY

o

C OFFE TIE. # L LY ACQUITY Premier Oligonucleotide C1g T T LZHDIMAISERL £ LT COAT LIS, 7
DIAXVLAFRORFE ST+ D ADBEICHELR, PENSHIEEED pH BLUERTODBEISEL 1.7 um O
NATVYy RIYPDRFHFBEINTUVWE T, ACQUITY Premier AZ LICIE. ZVIAX VLA F ROEIRER LS &
U o sEDEERADMREIC AR X %A MaxPeak High Performance Surface (HPS) 2./ O —hHhASLN—FKo T
TICHARAENTWET, HPS T2/ 0O7—F. AVIXILFF R, UYBUXRTF R BRAFEKY VBRECER
REICBVWHENMEZRT D DD > TVWIAMBICEVWT, SR OBEEERAZR/IRICIPDR 2D ICHRICHAES
nELf. TREBRAZE €U a i8I LCEGEZERAL. OST. GEMIL. HLU GEMI32 ICHEVT, ‘LK —
JENMESNE LT, BRELTIESNDBICOWVWTIE. MA4AICOSTHEEMR (15~ 35T) . 4B IC GEMIL1 H&
' GEM132 (IS) MRRINTWVET, K5IZIE. 0OST20 mer (A) H&K TV GEMIL (B) ICDWT. 1EEMA
ACQUITY UPLC Oligonucleotide BEH C1g 715 L & LEER L 7=FEIC. ACQUITY Premier Oligonucleotide C1g h 5 L%
FRALLCSGSICERICRRINZ AV IX VLA F ROMBEOENEORALENRINTVEY, ZVIXI LA F RE
INEQRAEICMZA T, VDXV LA F RZERZZER L7 MaxPeak Premier AZ LD A>T 3=V 7 OREMN
HRBICEBELELE (T—REFRINTULEEA) o CHUICED. BETvEADT Yy 21 LDKIBIZEML. &
EABEEARICHHI D IR M ZHHUTIET,
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A
15T (4)

100~ ]
< | 20T (-4)

243

25T (-4)

242 0 5 35T (6)

J [l ogg ~ 308

0 - L‘s-\- e e B, B
1.00 2.00 3.00 4.00

1001
GEM 132 (-5)
2.24
-
GEM 91 (-5)
2 41
L JWA |
2.00 250 3.00 3.50

4. (A) MassPREP OST 15~35mer & (B) BRICKRRAROFAIT— LAV XTI LAF R GEMIT H &
U GEM132 D UPLC 7O IS5 7 1« —98k ( TRERAEXI £ 3 VICs8# L7 AQUITY Premier Oligonucleotide C
g L7 pume 2.1 X 50 mm WS LBLV LC EZEEFER)

MaxPeak High Performance 72 /O —%ZER LA 1) dX Y L4 F R®D SPE-LC-MS DT DRE
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213

5:2 Fr4LES - D MRM

100 TIC (20T (-4))
5.31e6
i C U PPFMIFF: ; : =
} l_o_ ) ACQUITY PREMIER Oligonucleotide Cig h3.A
=
| =¥ ACQUITY UPLC Oligonucleotide BEH Cq3 15/
0 T J T T » B
2.00 2.20 2.40
5:2 Fvy7l ES — 0 MRM
1007 ﬁ TIC (Gem@1 (-5))
C UltYPanFn 1.23e6
ACQUITY PREMIER Oligonucleotide C 3/
=
REHE ACQUITY UPLC Oligonucleotide BEH Cig 15/
0 T T T T mi T I T T T T T %F&
2.00 2.20 2.40 2.60 2.80 3.00

X 5. (A) Waters MassPREP OST #Z# 20 mer & T (B) GEMI1 I[CDWT. 1ZERA ACQUITY UPLC
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Oligonucleotide BEH C;g 715 L\ X LB L T ACQUITY Premier Oligonucleotide C;g ZEB LTciHa. VOX NI ST«
—MEE (AVIX UL AFREINE) AKRIEICELE CGEN2)

O TUNFRIEBEEORERIC. AVIX LA FROERES LUBREOEEIF. FLACOBNTFICHET ZME
THIIEFENRE. FONVEEE. PREICBEAELTVWA AL E L, IEIERUEBEDA T3>,
WICEEHBE TOREAS SOALHADOBROEE THRANATMZITS S CORMETOEMEREOEINE
BLUVHEMZRALEIEZDICRARTL. M2 ICiE. T FILGlIEE0RRTERLCERBE YO NI E
. Waters Oasis HLB (A) & & T WAX (B) EMEHEREFICOVWTRLTVWEY, E7OMINLICDOVWT, ZEBR
ZEALTAYIXILAFROEINEZFMLE L. O— K. % BHOZXTY 7T, TEIXLREBEBEE
B2V =P LE LT AVOAX VLA F REMEBEOLEINEDOERZ. K 6A (HLB) H&LU 6B (WAX) IZ7R
LTWETY, OasisHLB BL U WAXREARIOWVWTNDIHZEDH. IRXTOTORIIL (HLBHLT WAX) T. EEHhEY
DOENEN—RICAVIX VLA F YA IOY A I EBHITETLTWE LT, Y>> FIL% TEA: HFIP: MeOH &
WCHIMLIE L. H3PO, RERITHIML. H0: HFIP: TEAARTHE L%, ACN: H,0: TEABRKTAET S L.
HLB B8 DA AEINENRLEL AN £ Lo AVIIX VLA FRBRTIE. EOEAOBRERA A HICLD.
Sy JRAE—REBRBEE. RPELUVRAF U RIMDEBOEAEDOENRE T, Oasis WAXSPE ZFERI3 LT
« TRBEIRENESNZ T TR, —RISBRELN B LL. BAEBEBRPICHEOTHSMEEXRVRT AT
FET, Fol PHETLCHBEZITS D, PMLEHICERMMNE SN E T, Oasis WAXSPE ZEMA LBE. AHA
&I 50 mM TEA & 50 % ACN 713 MeOH DA EDLEZBA TV HAEIC. 2ENICRBELEINEARTTETHL
7o

MaxPeak High Performance 72 /O —%ZER LA 1) dX Y L4 F R®D SPE-LC-MS DT DRE 14



A [ i [ Fop [ i
200 pL @ 100 mM TEAA 200uL D 100:1: 01 200uL®100:1:01
200 pL H,0: H:O : HFIP : TEA J H:0 : HFIP : TEA
[2 25 L%EJ 40 : 1 [2 25 iI;sl.‘il):’l?'(] 301 2x25 Lﬁrg} 40 q
AVT QYA XEEBICENNRLET . el e e Pl s et
HFIPITEA [CE33E8E TEA [C&Biampcmeg, | ACN O TEA ACHide0 R

Oasis HLB SPE T®D OST DELHE

15T(-3) 15T(-4) 20T(-4) 25T(-4) 307(-5) 35T(-6) 35T(-12)

sE1 mE2 mE3

B

NH40AC/MeOH [Z &£33i%& MeOHITEA IC&ZBHT a1

ﬂﬂ@@lﬂgt*ﬁ 4 % 50 pL @ 50 mM TEA &% 10% MeOH
Oasis WAX SPE TOAUTRILAF KBRS [, s m,]

120

110 [ 3 ]

100 4 x 50 pL 0 50 mM TEA 45 50% ACN

o |

80

P e s s s s s

3
E
&
L3
3

) 25T(-4) 30T(-5) 35T(
m1E1 ®m1EZ ®m1E3

% LLE-Oasis WAX SPE TOAUIRILAF KO EURER

HHHH

OST 15T OST 20T OST 25T OST 30T OST 35T GEM 91

6. 96 7 )L uElution 7 #—< v b ® (A) Oasis HLB SPE. (B) Oasis Wax SPE. (C) LLE-Wax SPE ZfR L
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fEBEaDF VAR LA F ROY Y TILEHLIBEDEIUNE, HFIP/TEAICK DRSS ACN/TEAICK 2B ZEAL
TeHmE. HLB TRONTAVIAX I LA F REIENROEL B o7Tc—A T, HR7 >V EZ U L/MeOH IC& 3554 E
& U MeOH/TEA ICK 2BEZ AL TIBE. WAX TROMN OSTHE LU GEMIT OF ) IAX U LA F REINEL RS
BLRD LTco LLE & WAX SPE Z# A ADEZ T, BEICMBHROA VIR I LA F R/ OEEZNENICEH
CTENTEFT,

FUAX VL AFRIZMFRZ O NIVBICERICREETT B COBEZHRMICBHLLET 3 2 eh. iEF/miEH
DOEYPIZEVWTARAIR T, D, BEEMEBEOFIC. FIRIELAAAY IX Y LA F R0/ MEY > 7L OR- &b
H (LLE) ZFML E L7, THREAZE EIPaVICE#H L LLE 7O I 2EALBE. BEUNEIGFHMEL T
RTOAVIXRILAFRIZDOVWT 8% ZBRXTVWELE (F—2RRINTVEEA) o =A% LLE-SPE OFH
ZR2CICRLE Y. CotE CARR/PMaT0IE. LLE. XU Oasis WAXSPE) ZL2AMICFERYT 5 & T, M
BUNVBEDEESDNHRNICHLESN. EIRRCERED A LEL F LT, RANZ LLE-WAX SPE TO OST B£ & E
KU GEMIL DEINEAN 6C ICRL 7, BINEESEMICH LI ES78HIC. 80% 50 mM TEA: 20% MeOH (pH
9) BK. BLUV 1% DFL— I (pH11) ZET 80% Hy0: 20% MeOH ARIC K BIERAHEZITVE L1z 1
Elution 7 —< v bOEBRMEZFERATZ I T, BLVEIREICMZ T, MSISBE LAVWEY/BRNY 7 7—%H
BRL. U TIOBBBHERICHED £ LT, BRNICHMOBENBELL. P RTFLOBERUENERINE LT, B4
DRMIZDOVWTD LC-MS X7 LOMEEDEE ((RIFFRE/E— 2 EM) (&, Waters MassPREP OST {2Z& &z R L
T BTN HEIE L UDMEBICERBL E L7, OSTHEERD 15, 250 LU 35mer iCDOVWTOMEZR T IR
LTWEY,
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4 BHDEA

UPLC-MS MassPREP OST #R#> 27 AD HHEDIREE

100~ 2.11:2027521 TIC (15T(-4)) 1007 TIC (25T(4)) 400 3.01,75456 TIC (35T(-6))
it i i
el = e
15 mer 25 mer 35 mer
0 e .L T 0 0
1.00 200 3.00 4.00 1.00 2.00 3.00 4.00 200 250 300 350 4.00
96 BIH®DEA
. 258232185  TIC (25T(-4)) : e
100- 2.11;1903112 T|c3(17§lgr_4)) 1007 3 4086 100 3.00;66109 T‘Cg(j?lé 6))
i EiE i
= ES =
QT B e R (7 i B4R
100 200 300 400 1.00 2.00 3.00 4.00 200 250 300 350 4.00

7. Waters MassPREP OST 12# & (2 nmol/mL) %#{ER L 7= UPLC-MS ¥ X T L4 BED &L, 4 BB ¥ 96 EIBDEAN
DR, DR %ZE L THRIFRRE/E—2o®E# (15, 25. 35mer) BHERFINTVWBRZERDHD T,

W MS 759 XY MEROBEAEDEICE D ACQUITY Premier Oligonucleotide C13 75 ATOEINEA E EL
ERNABERME S ) -2 Ty FICED 8V TILE LV RN IO LLE-WAX SPE BISLIEEFEH DY > FIL T,
0.0025 nmol/mL (OST 15 mer) & 50 ng/mL (GEMI91) DEERFAMERTEFE L7z 15meriZDoVWT. D
OSTDEEMRE (VZT7HA1FIvILYIHLUVL0Q DREMNAENZ., K8 (MIZHEAR) SLUNI (RN1Y
BEAHMEME) ONRILABLUBICENZNRLET, GEMIL Tld. HmHREFIE 2.5ng/mLTL (M 10) .
GEMI1 OEEMEE (VZT7HA1FIvILYIBLUL0Q ORRNANZ., K11 (MIEEAR) HLU12 (AN
AU FHHMHMEE) ONRILABLIUBIZERZENRLET,
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A O0ST (15T) DFAF3wAL >3 1 0.0025-0.5 nmol/mL R2=0.997 B OST (15T) LLOQ 0.0025 nmol/mL 0.05 nmol A>H3 L

203
Compound name: 15T (43 (1) 100
Carelaben coellicent 1 = D.339707, ° = 0.898413 Tic (1 ST("”)
Galibration curva: 1 2185684006 * X + -273817 1.28e5

Response lype: External Std Area
Curve type: Linear, Origin: Exclude. Weightng. 1/x, Axis trans: Hone:

550000
500000
450000
400000
350000
300000

Response

250000

200000

150000

100000

— 5
I

0 LRRARS LAdAd Liahs LLAs Aabel Al R RARAARAAAI AL A RS TrrrmConG 0 O A, ¥R
-0.000 0.050 0.100 0.150 0.200 0250 0300 0.350 0400 0450 0.500 0.50 1.00 1.50 2,00 250 3.00

8. EEMHABKICR/NT I LT (A) OSTISTHRERE LTV (B) LLOQ FERDHARMNLRER (0.025~0.5

nmol/mL)

A OST (15T) 54 F399L>3 & 0.0025-0.5 nmol/mL R2=0.998 B 0OST (15T) LLOQ 0.0025 nmol/mL 0.02 pmol A>H5 A

2m
100 4
TIC (15T(-4))

Compound name: 15T (4] (1)
Comsiation coeficient r = 0 888586, 1 = 0 857386 4.86e5

Calibration curve: 5.109592+006 " x + - 1223.44
Response type: External Std Area
Gurve type: Linear, Origin. Exchude, Weighting: 1he, Axs trans: Nore

2400000 ¥
2200000
2000000
1800000

2 1600000

%—1400000

€ 1200000
1000000
800000
600000
400009 XNYIRTSY
200000 e

O P T e e e e emCone. O + I e 11
-0.000 0.050 0.100 0.150 0.200 0.250 0.300 0.350 0.400 0.450 0.500 1.00 150 200 250 3.00

%
|

X 9. LLE-SPE #iB#BMm#gIC X /X127 Lz (A) OSTISTRRERE LU (B) LLOQ BERKOARERNLIEELR
(0.025~0.5 nmol/mL)
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GEM91 LOD 2.5 ng/mL. 0.05 ng A>H5A

100+
TIC (GEM 91(-5))
467
O\G_
/ I3524
O T T T T T T B%Fﬁq
2.00 3.00 4.00

10. GEM91 @ O b S Lo #iIZERR (> H>LT0.05ng) T2.5
ng/mL O LOD Z RLTWET,
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A GEM91 0F1FIvHIL > : 0.05-10 ug/mL. R? = 0.997 B GEM91LLOQ 0.05/mL. 1 ng A>H3 L

Compound name: Gem 91 (-5} (1)
Corelaton coefficient r = 097396, 1 = 0.694769 2.78
Calibralion curve: 148436 " x + 844.538 1007
Response fype: Extemal 5td Area

Curve type: Linear. Origin: Exclude. Weighting: 1ix, Axis trans: None

140000

120000

100000

%

80000

Response

60000

40000

20000

TIC (GEM 91(-5))
3.63¢4

T3

]

=y
[+2]
~

w e ——  —— — —— —

-0 Frrerer 0 T T -

bty T
0D 051015 20 2530354045505560657.0 7.580859.009510.0 1.00 2.00 00

" 4.00

e B fE]

11. ERHEERRICZNA I LT (A) GEMI1 E&L T (B) LLOQ FERDARMLREL (0.05~10 pg/mL)

A GEM91 OF1FZvIL > 1 0.05-10 pg/mL. R? = 0.998 B GEM91 LLOQ 0.05/mL. 4 ng A>A3 4L

Compound name: Gem 91 (-5) (1)
Conelation coefficient; r = 0.998263, 2 = 0.996530 2 68
Calibration curve: 39724 9 * x 886 100 A =
Respanse lype: Exlemal Sid Area

Curve type: Linear, Origin® Exclude, Weighting: 14 Axis frans: None

350000

300000

%

250000

200000

150000

100000

TIC (GEM 91(-5))
2.99e4

50000 ? FLJ“JOZj‘E)O

/

-0 c 0 A

T e e e e e e e C o
0 051015 20 2530 35404550556.06570 7580859095100

200 250 300 350 400

T T H§ FEﬁ

12. LLE-SPE B MEITICR /N1 LT (A) GEMI1 HL T (B) LLOQ FEABOREKRMNLRELR (0.05~ 10

g/mL)
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£
=

COF7FTVr—ravid, @RERRS STHMENFELNSOAVIXILFFROBESIUVEEICKRIILIZ CICE
mEYHTTVWEY, BRLAEDIETIE. BIRWTEZRED UPLC-MS/MS 3t uElution 7L—F 7 —< v kD
Oasis WAX SPE Zf#f L 7z LLE-SPE > 7L OBAAEDOEICED. B T BBEBVEINEEZRFELTVWET
o ACQUITY Premier Oligonucleotide C1g S AZFERTZ T, ZJOAXY NI S 7 ¢ —EINEAKIBICE L. &5
LA ddT LUV T7UoFEVRXAVIAXILAFRDLOD BLU LLOQ BATFHAD £ LTz CORBEDDHRE
Tld. TAFSF I 15T OSTIEERIZDWT0.05 pmol DA VAT L LLOQ. BRICARAFAFAI—MELT
FUIXOLAFRTHS GEMILIZCDWT0.05ng DA > HS L LOD Zi&ER L F L7,

2 3Rk

1. GEM91 mEf& (2020 £ 9 B 18 HIC7 7t X) » <https://www.google.com/imgres?imgurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.g
ov%2Fimage%2Fimgsrv.fcgi%3Fcid%3D16204535%26t%3DIl&imgrefurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fcompound%2FTrecovirsen-
sodium&tbnid=zs|KeidmEWSzsM&vet=12ahUKEwj8066Bj_XrAhXLAN8KHQf5B60QMygGegUIARCaAQ..i&docid=Y1CIm0B2xVZv6M&w=300&h=300&itg=1&q

>

Va—a iR

ACQUITY UPLC I-Class PLUS & X 7 L\ <https://www.waters.com/134613317>
Xevo TQ-XS # > 7 LMEBE B E 795t <https://www.waters.com/134889751>
MassLynx MS ¥ 7 k7 = 77 <https://www.waters.com/513662>

TargetLynx <https://www.waters.com/513791>

720007019JA. 2020 £ 9 A
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https://www.google.com/imgres?imgurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fimage%2Fimgsrv.fcgi%3Fcid%3D16204535%26t%3Dl&imgrefurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fcompound%2FTrecovirsen-sodium&tbnid=zslKeidmEWSzsM&vet=12ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ..i&docid=Y1CIm0B2xVZv6M&w=300&h=300&itg=1&q=GEM91%20structure&ved=2ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ
https://www.google.com/imgres?imgurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fimage%2Fimgsrv.fcgi%3Fcid%3D16204535%26t%3Dl&imgrefurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fcompound%2FTrecovirsen-sodium&tbnid=zslKeidmEWSzsM&vet=12ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ..i&docid=Y1CIm0B2xVZv6M&w=300&h=300&itg=1&q=GEM91%20structure&ved=2ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ
https://www.google.com/imgres?imgurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fimage%2Fimgsrv.fcgi%3Fcid%3D16204535%26t%3Dl&imgrefurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fcompound%2FTrecovirsen-sodium&tbnid=zslKeidmEWSzsM&vet=12ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ..i&docid=Y1CIm0B2xVZv6M&w=300&h=300&itg=1&q=GEM91%20structure&ved=2ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ
https://www.google.com/imgres?imgurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fimage%2Fimgsrv.fcgi%3Fcid%3D16204535%26t%3Dl&imgrefurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fcompound%2FTrecovirsen-sodium&tbnid=zslKeidmEWSzsM&vet=12ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ..i&docid=Y1CIm0B2xVZv6M&w=300&h=300&itg=1&q=GEM91%20structure&ved=2ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ
https://www.google.com/imgres?imgurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fimage%2Fimgsrv.fcgi%3Fcid%3D16204535%26t%3Dl&imgrefurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fcompound%2FTrecovirsen-sodium&tbnid=zslKeidmEWSzsM&vet=12ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ..i&docid=Y1CIm0B2xVZv6M&w=300&h=300&itg=1&q=GEM91%20structure&ved=2ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ
https://www.google.com/imgres?imgurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fimage%2Fimgsrv.fcgi%3Fcid%3D16204535%26t%3Dl&imgrefurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fcompound%2FTrecovirsen-sodium&tbnid=zslKeidmEWSzsM&vet=12ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ..i&docid=Y1CIm0B2xVZv6M&w=300&h=300&itg=1&q=GEM91%20structure&ved=2ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ
https://www.google.com/imgres?imgurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fimage%2Fimgsrv.fcgi%3Fcid%3D16204535%26t%3Dl&imgrefurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fcompound%2FTrecovirsen-sodium&tbnid=zslKeidmEWSzsM&vet=12ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ..i&docid=Y1CIm0B2xVZv6M&w=300&h=300&itg=1&q=GEM91%20structure&ved=2ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ
https://www.google.com/imgres?imgurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fimage%2Fimgsrv.fcgi%3Fcid%3D16204535%26t%3Dl&imgrefurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fcompound%2FTrecovirsen-sodium&tbnid=zslKeidmEWSzsM&vet=12ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ..i&docid=Y1CIm0B2xVZv6M&w=300&h=300&itg=1&q=GEM91%20structure&ved=2ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ
https://www.google.com/imgres?imgurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fimage%2Fimgsrv.fcgi%3Fcid%3D16204535%26t%3Dl&imgrefurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fcompound%2FTrecovirsen-sodium&tbnid=zslKeidmEWSzsM&vet=12ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ..i&docid=Y1CIm0B2xVZv6M&w=300&h=300&itg=1&q=GEM91%20structure&ved=2ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ
https://www.google.com/imgres?imgurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fimage%2Fimgsrv.fcgi%3Fcid%3D16204535%26t%3Dl&imgrefurl=https%3A%2F%2Fpubchem.ncbi.nlm.nih.gov%2Fcompound%2FTrecovirsen-sodium&tbnid=zslKeidmEWSzsM&vet=12ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ..i&docid=Y1CIm0B2xVZv6M&w=300&h=300&itg=1&q=GEM91%20structure&ved=2ahUKEwj8066Bj_XrAhXLAN8KHQf5B6oQMygGegUIARCaAQ
https://www.waters.com/134613317
https://www.waters.com/134889751
https://www.waters.com/513662
https://www.waters.com/513791
https://www.waters.com/#
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https://www.waters.com/1000245
https://www.waters.com/1000241
https://www.waters.com/1000238
https://www.waters.com/waters/sitemap.htm
https://www.waters.com/134690899
https://www.waters.com/134982469
https://www.waters.com/#
https://www.waters.com/#

