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Determination of purines in bean products

Ultra performance liquid chromatography-tandem mass spectrometry
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EHl@PIRREAE BEYEEGHE- RRREE

1 SEH

ASSCAFRLFE T 78 1 ROBOAR T - 3 RO P S RIS o MR | BRI TR B MR 1) 7 i I B
AR R st WEDIR, SR THE . MR, 2R SEEE.
ASCAFIE R T LUK G B GO TR, 200 A s £ bl (O RERS B CELFE RIS . SIS | 3

WIS R BIERS ) FRIIE -
2 HeMsImxH

N ESCAERS T A BT AT A o Mo H R 51 R SO A H I ARCAS 1& A3
o JLERATEHBI G SO, HEFRA CRAEFTA B8 @l A,

GB/T 6682 43 #7556 %5 F /K R R R K 71
3 ARBFEX

SR BRAT T T E I ARERE Lo
4 FHEIRE

R AN = 9 SR VR VA 1) 7K A S UL A1) i R RS RS, 28 90°COKTR, A A, B O BUBWR, ie7&

BT, 0%LMIKERET, A a0 rd uEE, I RO Gl BB E , AR E R
5 AR

BrAE S B, bRk vk AT A A 8T 4E, 7K GB/T 6682 K 5E ) — 2K .
5.1 iR
5.1.1 /i (CH3N, CAS 5: 75-05-8) : EROGAH IS,

5.1.2 g (CH,0,, CAS 5: 64-18-6) : fhifhali,



T/SSFS 00XX-2023

513 =L (C:HOoFs, CAS 5: 76-05-1) : faifali,
5.1.4 A5 (NaOH, CAS 5: 1310-73-2)
5.2 FrfEm
5.2.1 HRFERS (CSHS5NS, CAS 5: 73-24-5) : 4% =99%.
5.2.2 NERA (C5H5NS0, CAS 5: 73-40-5) : 4l =99%.
5.2.3 FMZENS (CSH4N402, CAS 5: 69-89-6) : 4ifF =99%.
5.2.4 RFENS (CSH4AN4O, CAS 5: 68-94-0) : 4i/F =99%.,
5.3 8}
53.1 HIUGMEIEMRE: FL42 0.22 pm, HHLAH.
532 B8 50mL.
53.3 ZEM: 50 mL 1 100 mL.
53.4 PG fL2 0.4 mm (40 H) o
5.4 FrAERRAYED Y
5.4.1 1 mol/L EEMLANEW: FREVESEMS (5.1.4) 4.00g, F/KEMIEERZE 100 mL.
5.4.290%Z G KA BEL 900 mL i (5.1.1) A1 100 mL /K785
5.4.3 200 mg/L FrifE fi %% VTR

AERARIUIRIES (5.2.1) « SIEM (52.2)  BIEA (5.2.3) « RIEMERS (5.2.4) % 0.01g, 20
mL KV, T 25°CR A B, HoA BRIERS VAR > PO 500 pL 1 molV/L S A MWANETR (5.4.1) Bl
W, LGEEnA B IA A IR B P IA TS IN 250 uL 1 mol/L A EALENTETR (5.4.1) BhE, FH/K5 5%
FIFERE S0mL, T 0—~4°CI#17 -
5.4.4 IRERE TAEE R

Iy MAERRIFZEL 0.5 pLy 2.5 pLy 5.0 pL. 12.5 uL. 25.0 pL. 40.0 pL. 50.0 pL fORMEENA | 9 IERs |
B A VB ME IS BR R A VAT (5.4.3) , I 25 mL HR (5.1.2) M25mL =84 (5.1.3) ,
JEIR AT G BN 90°C/KIB 15 min, HUH SZEPVK#, 12000 r/min B0 10 min, BUHHL T 60°CHEkk # K AX
WA ZI T, H 10 mL 90% ZIE/KIEWR (5.4.2) E¥, EAEBE, 12000 t/min &0 10 min, HEIEH
LRI OIFHIENE (5.3.1) &8, 193] —RINEEGIRAE TR JREIRE 508 10 pg/L. 50 pg/L. 100

ng/L. 250 pg/L. 500 pg/L. 800 pg/F1 1000 ug/L) , T 0~4°C{RfF,
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6.1 jEH e ROBUAH E i AN - H JE = DU AT B A% TS 4% FELBE 25 B9 10K (ESD)
6.2 HLFRKF: K& 0.001g F10.0001g.
6.3 BE.HL: =12000 r/min.
4 TEIRAKH A PR £ 1°C,
6.5 HFEPIHT AR
6.6 AL
6.7 B
6.8 INEIR G #
6.9 ek KA -
6.10 AiiAf: 250 mL.
6.11 HEFLE: 50mL.

6.12 FEfi: 2mL, R IUER OIS

7 HEmblESRE

7.1 [ AARE G BUAACRIERIRE S Y iR 4 70 22> 200 g, LR RE IR L 40 H TR, FEoiR5I&
RY, B A Al e i B IR, RATERE RN, EEDRIL. — iR, — ik
HNEFE, T 0~4°CLRA7.

7.2 R AR S BOA ARV RIRE S DU 70 ik 46 70 th 570 200 g, FHAH UG TENL T 7w, TRSIEH,
IO ERE, FNEER SN, HEIFbRL. —ENRRE, —ERNERE, T 0~4°CHRTE.

7.3 WAAREG: RRER TS R AU, SRAMIREZ EL by TR ZEAD 200 mL, MR E S,
IrEUR A IAEE, EANTEEAEAS N, HEIRIL. e R, VR, T 0~4°CHRAE

8 ME

8.1 FEMmATALEE

HERAFRE 0.20 g FEM T SO0 mL B0 H, TN 2.5mL R (5.1.2) fl2.5mL =® 48, (5.1.3) ,
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WRHEIR AT S BN 90°C/KIA 15 min, HUH ZEPUKIE, 12000 r/min 250 10 min, BUER, T 60°Clieks 2Kk

R 4E 21T, FH 10 mL 90% 25 /KB (5.42) B, #AEBE, 12000 r/min &0 10 min, B EJE

W, ZRIROIEIEE (53.1) i3, 0~4°CIR-1ER .

8.2 thik B 4t

a) (aift:: HILIC (it (2.1 mmX 100 mm, Fif8 1.9 um) , A4

b) ¥ii#: 0.30 mL/min;
) BAH:
— s A K WS B: M (5.1.1)
—— AR
WEIAH A: JBIAH B=10 1 90 (v/v) ;
d) HiE: 30°C;
e) BFEE: 2 nl.

8.3 B ZH KAt
a) B BB (ESD
b) AT Z &M (MRMD
o) MFRE. FAALTE SRR,

d) HAl GRS I A

e) A AT LU 7 2 AT B DA o i R A RE T B SR s VEAHARAT 2 TR A

£ BAE R HABE, UL MERERESES BN E RN REUE, S5 % MFMENE

EFX L EE BT SR A
8.4 MM &

IR it ¥ L5 R A s v A A A R SR A8 25 1 D5 » RV P AR 0 o £ O B 1 55 s e A i
TR R L PR HE A2 S O B I 8] 0 224 22,596 22 s 7 TR TG J&T v i G 36 £ 45 0090 12 7 0o 2%t L EL AR S
FRE S ARME AR P MR 1 ORI R S Vi 2 AV 3R 1 g RVE L, BRI A 2 9 R P A7 AE A

ISR AE Y/

1 SEEBIER AR T F R R K L nE

X BT (%)

FVFHRIR K ZE (%)

>50

+20
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20~50 +25
10~20 +30
<10 +50

8.5 &Ml

R A R A f 2572 7 Bl E

IR il T TR o A v AR IR R SR IR 20 1 R INSE , FR B R B s BERE A TN, UE B T8 7

8.6 FHIALK:

FRASIARESS, $3% LR oD R EEAT .

HZRITESRR

BEL RIS S (mg/100g) 38 (1) 5T

X — R h SR &, AN A 100 70 (mg/100g)

M — R E, BN (g) s

V —— FERIERmAERAM, BAONET (mL)

e T AR P2 2 B A A I o A R o AR 0 A 420 P e 2 AL IS L B A R 2 MR BRI N, BRI 2k
i ) ) L A R S

Cs —— M In it 245 2R AR AL 0 I P DU R RIS (IR EE 2 A, AN ROE BT (ug/L) s

104 ——HAr Fe 4 2 50
THEAE R OR B BN R WAL

10 R, EERMEBE

10.1 A PR A5 E R

AFERR RN 0.1 mg/kg, EEEN 0.5 mg/kg.

10.2 FE%

FE B NES AN FRAT I P UL IR SR 280 Z (AN L ST A 1 20%.
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ft X A
CHERMED
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B S H S H KU
a) HERIA: MBI EE (ESD ;
b) KM 2NN (Multiple reaction monitoring, MRM) ;
¢) JEIE: 150°C;
d) AMAWE: 150 L/Hr;
e) MVEHRIIRSEE: 150°C;
£ BevEFI< R E: 800 L/Hr;
g) HEFLHE: 955V
h) ffEESE: 0.15 mL/min;
D RIS HER: 3.0
j) ET R 15.0;
k) FHAE: A
D i E ZH R AL

R A1l UMERKEESEFRESH

475 PREAESE] | HE B MR X EEE X | BWEE | iiERE
VN N
(min) T (m/z) (m/z) E (V) (eV)
JngE g 136.105>109.152 136.105> 15
, 2.24 ESI+ 3000V
(Adenine) 136.105>119.180 119.180 15
Lo, ng sy 149.985>108.150 149.985> 15
, 2.59 ESI- 2500V
(Guanine) 149.985>133.107 133.107 15
T IS 150.974>80.257 150.974> 15
, 1.61 ESI- 2500V
(Xanthine) 150.974>108.169 108.169 15
TR A 137.063>110.184 137.063> 15
AET? 1.74 ESI+ 3000V
(Hypoxanthine ) 137.063>119.170 119.170 15

HE: T ARBURGEE, ESSHATRAAAEZE R, WE AT s S AU B iR




T/SSFS 00XX-2023

ff % B
CREMED
B E RS TR A
100 pg/L PURPEN TR AR EVIT 102 SOV AS AN (MRMD (3% [ L& B.1.

1: MRM of 4 Channels ES+
136.1 > 110.1 (Adenine)
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1: MRM of 4 Channels ES+
174 137 > 119 (Hypoxanthine)
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2. MRM of 3 Channels ES-
259 150 > 133 (Guanine)
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2: MRM of 3 Channels ES-
1861 151 > 108 (Xanthine)
g A 46085
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1: MRM of 4 Channels ES:
224 TIC
1004 n 2.49¢e7
|| e
174 |
N |
[\ Zesoges { |
. A B
T | \
| \‘ \
[ b
)
X / ¥
/ \ | \
0 = Rbincrc. —a . T—— -
T T T u u T AR R ARAS A A pAn B AARARRRAR: LAARRE RaRn) T
020 040 060 0.80 1.00 1.20 140 1.60 1.60 200 220 240 260 280 3.00 320 340 3.60 3.80
2 MRM of 3 Channels ES-
161 TIC
100+ A 4.27e5
/‘ \ e
[
| |
5 |
I \
|
/ R| 260
-1 1™
| \ [\ BIER
| \ /
\ P, \
T T (AARASRARES ARAAY: T T u S Amasras T T T T ARAANSARES Lasas wazan T T Time
020 040 060 0.80 1.00 120 1.40 1.60 180 200 220 240 260 280 300 320 340 3.60 380

B B.2 DR RN TR-A AR Ak BB B TR A




