Thermo Fisher The world leader

SCIENTIFIC in serving science
T H &% LC-MS 5& BRIl A M3 o ) LB
G
TETFRAR
TEREN
H 2018.10.9

Subgroups LOQ Matrix Sample Prep.  Instrument  Comments

01 Catecholamine Epinephrine 0.1ng/mL Serum SPE TSQ Endura Inject 10uL

Norepinephrine 0.05ng/mL

Dopamine 0.01ng/mL

Metanephrine 0.02ng/mL

Normetanephrine 0.02ng/mL

faif>: #5778 Thermo Fisher Scientific Vanquish Flexi# i 2 A ti1X 5 TSQ Endura™ = &
VYRR AT 5T 5 A IBC FH AR 8 N LIS LA B e 28 2 S A I 732 . >R F solap WCX SPEAROH
A AT TRAL R, PTARAL E AR AR 2R [ S A i AN A AT S I PR A K, mIERA . R
B PR A ML LA R B

KB LM ML B A OO (i = DB BT Vanquish TSQ Endura
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13 0.00~100.00ng/L

PRI : 0.00~600.00ug/24h
ZHE FIRE (NE)

13 0.00~600.00ng/L

PR : 0.00~90.00ug/24h
B ERRE (ED

13 0.00~100.00ng/L

PR : 0.00~20.00ug/24h

2A%A% WHAIFEH . ARUEYIIR

2.4 (BFR. B5. SRIE. T85)

YA : Vanquish Flex (Thermo Fisher Scientific)
Jfii%: TSQ Endura (Thermo Fisher Scientific)

2.2 i HRER

B oz RIR s

F a4 | Thermo Fisher A456-4

i JFiEai | Thermo Fisher A955-4

SR i £ it i Thermo Fisher A451-4

FH iR iR Thermo Fisher A117-50

LR >99% Sigma-Aldrich | A6283-500ML

2% | 5M in H20 | Sigma-Aldrich | 09691-100ML

Accucore PFP (Thermo Fisher, 100*2.1mm, 2.6um, Part No: 17426-102130)

SPE /ME: SOLAp WCX 2mg/ml 96 Well Plate(Thermo Fisher, Part No:60209-004)

2.3ttt
EZs CASNo. | #F&E SFR L7 (35 SkE | B | RBRIRE ®"e > i
o oH Cerilliant E588580 -80C
Epinephrine 51-43-4 183.2 C9H13NO3 HO)@/»H\
HO HaN Cerilliant N674500 -80C
Norepinephrine 55-27-6 205.64 C8H11NO3.HCI
OH Cerilliant -80C
Dopamine 62-31-7 189.64 | C8H11NO2.HCI HZNJ\Q\
OH
Ho e Cerilliant M258760 -80°C
Metanephrine 881-95-8 233.69 | C1OH15NO3.HCI o
| OH
o 10 4| Cerilliant N721500 -80°C
Normetanephrine | 1011-74-1 | 219.67 | C9H13NO3.HCI ZVU
OH
Epinephrine-d6 - 189.24 C9H7D6NO3 - Cerilliant | 1mL | 100ug/mL E-077 -80°C
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Norepinephrine- 1219803- Cerilliant N674502 -80°C
211.68 C8H6D6CINO3 -
dé 04-9
203633-19- Cerilliant D533782 -80°C
Dopamine-d4 193.66 C8H8D4CINO2 -
6
1215507- Cerilliant M258762 -80°C
Metanephrine-d3 236.71 | C10H13D3CINO3 -
88-2
Normetanephrine- 1085333- Cerilliant N721502 -80°C
222.68 | C9H11D3CINO3 -
d3 97-6
PAE BRI CEIREEMR. MRS
ERAPREUE 8 ) LR G AR E M, 43 A A 0.1%He IR IR %) HY B i ek B2 2 1.0mg/mL
PRI R it 28 VR
FVE: ERCH]E LRI 2 E B E BRI 55 /D& 0.1mol/L HCI AT ¥ A -
3.Hk
3.1 B AL BTV

BN SR A RE e, AR TSP 5 1 SOLAp WCX 96 well plate H, kise, BEMEL, 4R
Vel AR 5 B % L LCMSMS fa:ill .

3.2 VA EE S M T

WAL : Thermo Fisher Scientific Vanquish Flex
/Jﬂﬁﬁ‘ﬁlﬁ Z;E% 7J(: EF'E? ﬁﬁ@?t:l: 1: 1: 1
i tE: Accucore PFP (Thermo Fisher, 100%2.1mm, 2.6um)

EREHEEE: 25°C
BN A: 5 0.5% R IIKIER GRAD
JishAH B: HEEEW CAYUHD

AR 10 uL

Tofs FEE e Tt 2% A
WHE (min) | F#E %A %B
(mL/min)

0.00 0.25 98

1.00 0.25 98

2.00 0.25 80 20
3.50 0.25 98
4.50 0.25 98
4.60 0.25 98

6.00 0.25 98

3.3 Fik o b ik
i : TSQ Endura

BTIRSH

(Bt
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lon Source Type: HESI Il

Spray voltage (V) : Positive 1000
Sheath Gas (Arb) :50 (5L/min)
Aux Gas (Arb) :10 (12L/min)
Sweep Gas (Arb) : 0 (OL/min)
lon Transfer Tube Temp (°C) : 275
Vaporizer Temp (°C) : 320

A

Experiment Type: SRM

Collision Gas Pressure (mTorr): 1.5
Q1 Resolution (FWHM): 0.7

Q3 Resolution (FWHM): 1.2

RF Source
Product CE
Compound | Precursor (m/z) Lens | Fragmentation
(m/z) V)
(V) V)
107. 1% 20
E 166. 1 135. 1 15 109 25
77. 1 36
157.1° 20
F-d6 172.2 107 25
111.1 21
107.1° 18
NE 152. 1 135. 1 13 99 0
77.2 32
11117 19
NE-d6 158. 2 94 0
139.1 14
91. 2 23
DA 154. 1 119.1 19 61 0
137.1° 10
141.1° 10
DA-d4 158. 1 65 0
94. 1 23
148. 1 18
MN 180. 1 114 20
165.1° 17
151. 1° 19
MN-d3 183.2 109 20
168. 1 17
121.1° 17
NMN 166. 1 94 0
149. 1 13
NMN-d3 169. 1 137.1° 17 96 0
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109. 2 20

E: R EEBE T, E. NE. DA. MN. NMN 435i%&$# E-d6. NE-d6. DA-d4. MN-

d3. NMN-d3 fE AR Fx.

3.4 B A FR A 5 1
1) Xcalibur 4.1spl
2) TraceFinder 4.1sp3

4, FEHEMER
-
5 Fh )Ly e LOMSMS Iy 38 i i B (500pg/mL) 4R :
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Time i) Time im

Y AR (epinephrine, E) . EH'E FARE (norepinephrine, NE). % Ej% (dopamine,

DA) . HIEIE'E AR E (metanephrine, MN). HHEIEEH'E IR E (normetanephrine, NMN)

4.1 Stk KATIE 73 BE bR i AL bR AR AR 1 00, BEOREAMEMSC R EL R?>0.995 (5L
R*>0.99) , FIRJE rifmZE H<15%, =HTLTIIE.
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1) #7brd: DA NE. NMN. MN ZtE7EHIA 0.01~20ng/mL, E % 7E 12 0.1~20ng/mL,
LMERRRLE, MHKXFRER>0.995, FKEESWZ/NT 15% CIRAKIKEE Si<20%) , /L%
K, BAAEHEWT:

nnnnn

nnnnnnnnnn

VI LOQ (ng/mL) Calibration R? Max %Diff
Range

DA 0.01 0.01~20 0.9998 17.33(SH 1% )

NE 0.01 0.01~20 0.9993 -3.48

E 0.1 0.1~20 0.9997 -2.4

NMN 0.01 0.01~20 0.9996 -4.28

MN 0.01 0.01~20 0.9991 -5.69
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2) FJiibrh: DAL NE. E. NMN. MN Z 6 75124 0.01~20, 0.05~20, 0.1~20,
0.02~20, 0.02~20ng/mL, #HX &% R?>0.995, FikE SmZE/NT 15%, JeER, HAEdE

WR:

b LOQ (ng/mL) Calibration R? Max %Diff
Range

DA 0.01 0.01~20 0.9995 15.8 (BAEAD

NE 0.05 0.05~20 0.9993 -8.7

E 0.1 0.1~20 0.9998 9.24

NMN 0.02 0.02~20 0.9999 11.31

MN 0.02 0.02~20 0.9999 8.6

4.2 AR,

I WA 28 (I35 22 )5 A% 200pg/mL):

THEAT: BICRS = Ik s ZEBUR LS /2 BUS Inks IS X 100

EY) DA NE E NMN MN
Gl &) 79. 8 50. 5 84.0 91. 4 86. 5
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